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NPEAUCIOBUE

«Ymob mysvikanmom Ovimsb, Max HAOOOHO YMeHbe...»

H.A. Kpvinos, 6acus «Keapmem»

CornacHo HeocnopuMmoii joruke CosioBbst U3 GacHM, 4TOOBI OBITH XOPOIIUM MY3bIKaH-
TOM, HEOOXOAUMO, KaK MUHUMYM, yMeTh (00siaath yMEHHEM) Urpath Ha KakOM-HHOYIb
MY3bIKaTbHOM HHCTpyMeHTe. TOYHO Tak e, 4TOOBI yCIIEIIHO paboTaTh B 0OIACTH TOH-
KOTO OPTraHWYecKOr0 CHHTE3a, HEOOXOANMO HMEThb COOTBETCTBYIOUIYIO KBaTH(HKALHUIO,
T. €. o0JajaTh yMEHHEM paboTaTh B COBPEMECHHON XMMHU4Yeckoi nadoparopuun. Cosep-
IIEHHO OYEeBHMJHO, YTO JaXkK€ OYEHb XOpOIIas TeOpeTHdecKas MOATOTOBKA M caMble IO-
JIpoOHBIE U HE Pa3 MPOBEPEHHbIE METOIUKM CUHTE3a HE MOTYT IapaHTHUPOBATh HEOIBITHOMY
U HEYMEJIOMY JKCIEPUMEHTATOPY OXHIACMblii KOHEYHBIH pe3ynbTar (BBIXOJ ILIEIEBOTO
BEIEeCTBa, ero 4ucrora). Ha mpakTuke 4acTo HaOaroJaeTcsi CHUTyalus, Korga aBa CTy-
JICHTa BBHIMONHSAIOT OAWH M TOT )K€ CHHTE3 M3 OJHHUX M TeX )K€ MCXOAHBIX PEarcHTOB II0
OJHOI W TOH ke METOJAWKE, HO C Pa3sTHYHBIM Pe3ylbTaToM, XOTsS 00a OHM paboTamu
C HEMOoJeNbHBIM MHTEPECOM U dHTy3ua3MmoM. [IpemonaBarenn B TaKHX CIIydasx TOBOPST,
4TO y OJHOIO CTYJEHTAa «XOpOILIUE» PYKH, a y ApYyroro — «miaoxue». [lo 3Toit mpuuune
HEKOTOpbIE CTYJECHTBI YX€ Ha CTaIUM NPaKTUKyMa [0 OPraHUYECKOH XMMHU JENaloT
BBIOOp, 4eM B OyAyIEM 3aHUMAThCS — BKCIEPUMEHTOM WU TEOpHUEH.

I'maBHasg mens pabOTH B NMPaKTHKyMe — IONydeHHE KOHKPETHBIX OpraHHYe-
CKHX COCJMHEHHH C NpemapaTHBHBIM BBIXOJOM H 3aJaHHOH CTENEHBI0 YHUCTOTHI M3
UMEIOIMUXCS B HAJIMYUU HCXOJHBIX PEarcHTOB, YTO HEBO3MOXHO 0€3 HaBBIKOB pa-
00TBl ¢ XMMHYECKUM 00OpylnoBaHHMEM M 0€3 3HAaHHS OCHOBHBIX JIaDOPAaTOPHBIX
omepanui MmO BBIIEIECHHIO U OYMCTKE BemecTB. JlJIsl OLEHKM TIyOUHBI IpOTEKa-
HUs peaklUil U 4UCTOTHl COEIMHEHUH, a Takxke I J0Ka3aTelIbCTBAa MX ayTCHTHU-
HOCTH IIMPOKO HCIIOJNB3YIOTCA XpoMaTorpadumueckue W (PU3NKO-XHUMHUICCKHE
METOIBl aHallm3a, OCHOBAMH KOTOPHIX 00f3aH OBIaAeTh KBalH(GHUIUPOBAH-
HBIH XMMHK-OpPTaHHK.

JanHoe yuebHOe mocobue — 3T0 M0 CyTH «OOJBIION MPAKTUKYyM» II0 OPraHUYECKOMY
CUHTE3Yy, U COAEPXKUT OH MPAKTUYECKH BCE pasfeibl, IPUCYIIUE COBPEMEHHOMY yueOHO-
MY IIOCOOHIO Takoro THHa. MBI CTapanuch BKIIIOYUTH B CBOIO KHHUTY MAaKCHMYM MOJIE3HBIX
CBEICHHI IIPU CpPaBHUTENBHO HeOonbImmoM obbeMme. Kak mpaBuiio, MpakTHKYM BBIIONHSET-
Csl CTYAEHTAaMH MapauleNbHO C MPOCIYIIHBAHUEM JIEKIHOHHOTO Kypca M CEMHHAPCKUMH
3aHATUAMU, IOOTOMY MBI CO3HATCJIBHO OTOLIIM OT YCTAaHOBUBIIUXCS Tpa)munﬁ H HE
CTaJId IpPeABapsATh CUHTETUUYECKHE pa3Jielibl TEOPETHUECKUMHU CBEACHUSIMH, a Clelalu
yIop UMEHHO Ha IpakTHueckue paboThl. OOBEKT UCCIEI0OBAaHHS B OPraHUYECKOM IIPAKTU-
KyMe — KOHKPETHOE OpPraHHYecKOe COeAMHEHHE; 3TO HCCIENOBaHUE BBHINONHAET CTY/CHT,
KOTOPOMY IPEIOCTABISETCS BO3MOXHOCTh CBOMMH PyKaMH CHHTE3HPOBATh W H3YUHThH
IPOAYKT — II€JIeBOe XUMHYIECKOE COCTUMHEHHE, YTO AENaeT 3PHMBIM «CyXOH» MaTepHam
yu4eOHMKOB M JIGKIMOHHBIX KypcoB. [IpemomaBarenu, Belyliue 3aHATHS B MPaKTHKyMe,
XOpOUIO 3HAIOT, C KAKUM HENOJAEIbHBIM HMHTEPECOM DPAa0OTAIOT CTYJCHTHI M KaK OHHU
paccTpauBaroTCs, €CIU CUHTE3 HE UJAET M0 NPUYUHE OTCYTCTBUSA Yy HUX HEOOXOJUMBIX
HKCTIEPUMEHTANBHBIX HaBBIKOB. JlaHHOE mocoOne 00ecHneunT NMPHMEHEHUE OIyYeHHBIX
TEOPETHYECKUX 3HAHMH M MOMOXET CTYyAEHTaM JOCTHTHYTh XOPOIIET0 YPOBHS YKCIIe-
PHMEHTATBHOTO MacTEpCTBa.

ITocobue cocTaBIeHO Ha OCHOBE MHOTOJETHErO YCIEHIHOTO OIbITa paboTHl Hpax-
TUKyMa [0 OPraHUYECKOM XMMUHU Ha xuMudeckoMm ¢akyinprere MI'Y nm. M.B. Jlomo-
HocoBa. KHura cocrout u3 Tpex Oojbmmx vacteil: BBoaHas (A), npemnapartuBHas (B)



4 lpeducnosue

u upuwioxenne (B). B BBOIHON 9acTH M3/1araroTcsi OCHOBHBIE IMpaBHWia paboOTHl B Ja-
O6opatopun OpPraHMYECKOTO CHHTE3a, IpaBMIa TEXHHUKH 0€30MacHOCTH, MPHBOITHUTCA
ONMCaHUE COBPEMEHHBIX HMPHOOPOB M 000PYIOBaHMS, OOCYXKIAIOTCS OCHOBHBIE METO-
Ibl BBIJICJICHUS, OYMCTKH, UACHTHU(UKAIUM U aHAJIM3a CHHTE3UPYEMBIX COCAMHEHUH.
CoBpeMeHHbIH ypoBEHb NPO(ECCUOHATBHOM NOATOTOBKUA XUMUKA-OPraHUKa MPeAnosaraert
3HAHHE OCHOB XpoMaTorpaduieckux u (QU3UKO-XUMHYECKHX METOJOB aHAIHW3a H yMe-
HHE aKTUBHO HCIIOIB30BaTh 3TH METOABI HA MpakTHKe. B mocobum Oonbmroe BHHMaHUE
YIESeTCsl COBPEMEHHBIM (PU3MKO-XUMUUYECKUM METOJaM aHanu3a (Macc-CIIeKTPOMETpPHS,
VK- u Y®-cnekrpockomnusi, cruekrpockonus SIMP), moka3aHbl BO3MOXHOCTH CIEKTPO-
ckoruu SIMP na siapax *H u °C npu mpoBejieHUH SKCIpecc-aHaTU30B Kak OTAETbHBIX
OpPraHUYeCKHX COCAMHEHHH, TaK W CIOXHBIX PEaKLHOHHBIX cMeceill (Ha KOHKPETHBIX
pUMepax H3JI0KEHbI METO/bI paciindpOBKH M MHTeprperauun cruekrpos SIMP). Cienyer
OTMETUTb, YTO CIEKTPsl SIMP CIIOXKHBIX MOJEKyN 4acTO MOTYT OBITH MONHOCTBIO pac-
mH(PpPOBaHbl M MpOaHAIU3UPOBaHbl, Toraa kak MK- u Y®-crnekTpsl 1al0T JOCTOBEPHYIO
HH(OPMALUIO TOJBKO IS OTACIBHBIX ()PArMEHTOB MOJIEKYJ ((DYHKIMOHANBHBIX TPYIII).

IIpenapaTuBHas 4acTh COAEPKUT METOAUKU cuHTe3a nmoutu 800 opraHuyeckux coenu-
HEHUll pa3aUYHBIX KIaccOB. YacTh METOMUK LUTUPOBAHA IO XOPOIIO 3aPEKOMEHJI0BABLINM
ce0sl IPaKTUYECKUM PYKOBOJCTBAM, APYIHME€ METOAUKU — IO OPUTMHAIBHON XUMHUYECKON
nuTeparype. BeiOop MeTOmNK CHHTE30B AN BKIOYEHHS B OCOOHE IMPOBOAMICS C yUETOM
(MHAHCOBBIX U TEXHHYECKHX BO3MOXKHOCTEH OpPraHHYECKOTO MPAKTHKyMa XHMHYECKOTO
¢daxynsrera MI'Y um. M.B. JlomoHocoBa. Kaxxnas Meroauka mpeaBapseTcs COOTBETCTBY-
tomell JUTepaTypHOil CCHUIKOM, a 3akaH4YMBaeTcCs omucaHueM crektpos SIMP 'H u 1C,
IpUYeM OIUCAHUE CIEKTPOB CHENaHO 0e3 MPUBSA3KH IMapaMEeTPOB K KOHKPETHBIM ¢par-
MeHTaM MoneKkyl. CTyJIeHTBl caMH JOJDKHBI IPOAENaTh 3Ty ONEpalMio, ONUpasCh Ha
COOCTBEHHBIC 3HAHUS WM BOCHOIB30BABIINCH COOTBETCTBYIOIIUMH KOMIBIOTEPHBIMH
mporpamMMamu. Kpome Toro, B KaXXmoil MeTOAMKEe COmepiKaTcs HeOOXOIMMBIE CBEICHHS,
Kacaromuecsa TCXHUKH 06€301acHOCTH pa6OTBI C BPCAHBIMU BCUICCTBAMHU U CJIOKHBIMU
npubopamy, TpeOYIOIUMH CIIEUAIbHBIX dKCIIEPUMEHTANIbHBIX HaBBIKOB.

B npuioxeHHn mpuBOASATCS MaHHbIe (B BHAEC TAOIHI[) MO XapaKTEPUCTHYSCKUM 4a-
CTOTaM M XMMHYECKHM CABUTAM, YTO HEOOXOIMMO ISl pacmn(pOBKH ¥ WHTEPIPETALUH
CHEeKTPOB CHHTE3HPYEMBIX coeanHeHHH. Hanbonee mH(DOpMAaTHBHBIE CHEKTPHI COCIUHE-
HUM, CHHTE3UPOBAaHHBIX CTYAEHTAaMM II0 METOAUKAM, OIMCAHHBIM B IPENAapaTHBHON YacTH,
NPUBCACHBI B NMPUITIOKCHHUU. KpOMe TOro, B MNPUJIOXKCHUU NMPUBEACHA PEKOMCEHIAYEMas
¢dbopma BeneHUs 1a0OPATOPHOrO KypHasa, IO3BONAIONIas HE TOJBKO OLEHHUTh KauecTBO
paboTBl CTYAEHTA, HO M BBIABUTH JONYIIEHHbIE OMIMOKU, €CIU CUHTE3 HE IOIYy4MICS.
JlocTaTOYHO KECTKHE Ha MEepBBIH B3N TpeOoBaHUS K O(OPMIICHHIO KypHala 00yCIOB-
JICHBI TEM, YTO B JalibHEWINel HaydHOM pabore (HauMHas C KypcoBOM paboThl) HeGpExk-
HOCTh B OGOPMIICHHH MOXKET NPHBECTH K HEONMPAaBIAHHBIM MAaTEPUANbHBIM 3aTpaTam,
IOTECPEC BPEMEHU U APYTIMM HCHIPUATHOCTAM.

***

Ms1 BbIpaxkaeM ITyOOKYIO OJIaroJapHOCTBIO CBOMM YUHTEISIM, KOJUIETaM M yYEHHKaM 3a
MOMOIIIb B CO3/IaHUU ITOH KHUTH. MBI HCKpEHHE HaJieeMCsl, YTO MpejuiaraeMoe rnocobue
OKa)KETCs IOJIE3HBIM TPEXJE BCEro CTYACHTAaM W NPENoJaBaTelisiM, a TaKkKe XUMHKaM,
HMHTEPECYIOUIMMCS Ipo0IeMaMi OpraHMYecKoro CHHTe3a. MBI ¢ 6J1arolapHOCThIO ITPUMEM
J00bIe KOHCTPYKTHUBHBIC 3aMEUYaHUs U TOKEJIaHUs YUTaTelNel, Kacaroluecss BO3MOXHOCTH
JaTbHEHIIero yCOBEPIICHCTBOBAHUS JAaHHOTO Yy4eOHOTO 1MocoOusl.



A.  BBOAHAA YACTb

A1l. OBLLME MPABUNA PABOTDI
B IABOPATOPUWU OPTAHUYECKOIO CUHTE3A

JI1060#f SKCIEpUMEHTATOp, IOIIAaB B XHMHYECKYIO Jaboparopuio (IpUCyT-
CTBHE MOCTOPOHHHX B KOTOPOM KaTeropu4yecKH 3ampelneHo), T0JIKEH
B MEPBYI OdYepeb YETKO OCO3HABaTh, INIe U C KAKOH IIENbI0 OH HaXOIUTCS
M KaKOBBI JIOJDKHBI OBITH Pe3ynbTaThl (M 0€3 KaKMX OIMACHBIX TOCIEICTBHIA) €ro
JeaTeNbHOCTH. XUMHUK (0COOCHHO HAYMHAIOIIN#) JODKEH OTaaBaTh cebe oTdeT
B TOM, YTO XHMH4YecKasl J1a0opaTopusi — MeCTO MOBBIIIEHHOW OMACHOCTH.
[pucrynas x paboTre B OpraHU4eCcKOM NPaKTUKyMe, B MEPBYIO odepellb HeoO-
XOJMMO TBEPJO YCBOWTH OOIME MpaBuiia padOThl B HEM M IMpaBHJa TEXHHUKH
0e30MacHOCTH, 3HaTh MEPhI IPEAYNPEIKACHUS U MPEAOTBPALICHHUS HECUACTHBIX
Clly4aeB, yMeTh OKa3blBaTh IEPBYIO MOMOILIb cebe M okpyxaroummm. Heobxo-
JUMO TIOMHUTb, YTO HECOOJIOJICHUE METOJAUK, HEMPOIyMaHHOE UCIIOIb30BaHUE
XMMHUYECKO# anmnapaTypbl H J1a00paTOpHOH MOCY b, TOCHEIIHOCTh M HEPSIILIH-
BOCTh B BBINIOJHEHHH Pa0OThl MOTYT IPUBECTH K HeyJadyaM IpU MPOBEICHUH
CUHTE30B M JaKe K HECUYaCTHBIM CIy4asM.

Al.1. O06wue npasuna

[IpakTHKYyM [0 OPraHUYECKOW XMMHU OOOpPYAOBaH B CICI[HAILHOM IOMEIIE-
HUH, MO3BOJISIOIIEM MPOBOANUTE OJHOBPEMEHHO 10 20 3KCIEPUMEHTOB, MPHYEM
6—8 paboumx MecT 00OpYIOBAHO B BBITSDKHBIX Iikadax. Kaxmeii pabouwit
CTOJ MMeeT HabOop MITATHBOB, JIANIOK M PE3UHOBBIX ILJIAHTOB JJIS MOHTa)Xa
71a60paTOpHBIX MPUOOPOB. PEakTHBBI U PACTBOPHUTEINH, JIAOOPATOPHYIO MOCYAY
u obopyaoBaHue (MarHUTHBIE MEIIAIKH, SIEKTPOIIUTKH) CTYACHTHI MOJYUYar0T
MO CBOUM 3asBKaM Uil KaXJOTO OTACIBHOr0 cHHTe3a y jabopanta. ITocne
npoBeseHust paboThl JaGopaTopHOe O0OOPYNOBAHME U CHENHAIBHYIO MOCYIy’
cnarot nabopanty. KoHeuHble MPOAYKTHl CHHTE30B C YKa3aHHEM UX KOJUYECTBA
U QU3UKO-XMMHYECKUX KOHCTAHT CTYICHTHI CAAIOT MPENOIaBaTeIo.

Huke mepedyuciieHsl HEKOTOpPbIE OOIIHE MpaBHiia, 00S3aTE/bHBIE K BBIIOJ-
HEHHMIO IIpHU paboTe B XUMHYECKOH 1ab0paTOpHH.

¢ B xuMuyeckoii JIaGopaTOPpUH KATErOPUYECKHU 3aMpeniaeTcsi BLIMOJIHITH
IKCIEePHMEHTAJBHYIO Pad0Ty B OJHHOYKY.

* 3ampemaeTcs IPUCTYIIATh K BBITOJHEHUIO pa0OTHI 0e3 pa3pelieHus mpe-
nojaBaTeNs Wid JabopaHTa.

¢ [lepen HaYanmoOM 3KCIEPHUMEHTAILHOW PabOThl HEOOXOAMMO YCBOUTH OCHOB-
HBbIC TIPABUJIA TEXHUKU OE30MACHOCTH U MOXApHON 0e30MacHOCTH.

¢ Bo BpeMs paboOTHl B XHMHYECKOH JIabopaTopuu HEOOXOIUMO COOJI0IATH
THIUHY, TOPAJIOK, YHCTOTY, PAIMOHAJIBHO NMJAHUPOBATH CBOM JICHCTBU,

Ilocyna cnaercs 4ucToi U CyXOi.



A. BsooHas yacme

BBINOJHATE paboOTy OBICTPO, HO 0€3 cyeThl;, aKKypaTHO U OCTOPOXXHO 0Opa-
maThCsl ¢ XMMHUYECKOH MOCynoH, MpubopamMu U peakTHUBaMHU.

¢ DKCIEPUMEHTAIBHYI0 pa0doTy CIEAYET BHIONHITH B 3AIIUTHOU OIEKIE
(mpenmoutuTenbHee — Ta0OPATOPHBIA XalaT M3 IUIOTHOW HEIJIEKTPU3YIO-
mielicss TKaHu — XJIOMOK/monu3Gup). PeKkOMEHIyeTCs HOCUTh HECKOJb3s-
myto o0yBb Ha HU3KOM KaOJIyKe, MMETh MpHU cede cpefcTBa 3alluThI TIia3
(onTHUManbHO — IJIACTHKOBBIC OYKU C OOKOBBIMH IMUTKAMHU) M PE3UHOBBIC
nepyaTku. JJIMHHBIE MBIIHBIE BOJOCH HEOOXOAMMO COOpaTh B IIOTHBIH
My4YO0K, 3aIUIECTH B KOCY WU yOpaTh MO MEIUIIMHCKYIO MIanKy Wiu Oe-
peT Bo m30OekaHHe MOMagaHWs BO BpallalolIuecs YacTd Mpubopa Wiu
BO3TOPAaHUS OT TUIAMEHH T'a30BOU TOPENIKH.

e Jlns BBIMOJHEHUS KaXJIOTO0 CHHTE3a HEOOXOIUMO 3apaHee Pe3epBHPOBATH
paboduee MecTo s €ro mpoBelAcHHUSA. HeoOXoauMmble NI BBITTOTHCHUS
SKCIIEPUMEHTA MOCyAa U PEaKTUBBI IOJDKHBI HaXOJWThCSA Ha pabodeMm Mme-
cre. HemomycTuMo 3arpoMoxaaTh pabouee MeCTO XUMHUYECKOW TOCYI0H,
peakTUBaMH U TpenapaTaMyd OT JPYTHX CHUHTE30B.

* Jlepen HavyagoOM BBHINOJIHEHHUS SKCIEpPUMEHTa pabodyee MECTO JAOJKHO OBITh
00ecToueHo (IMEKTPUYCCKHN MIMTOK BBIKJIKOYEH), ra30Bbic M BOJSHBIC
KpaHbl MepPeKPbITHI.

» Jlro6oit mpubop, comepKamuil IBIKYIIASCS WIH HarpeBaroOIIUECcs YacTH,
a TaKKe MpeIHa3HAYCHHBIH Ui pabOThl MOJ JaBJICHHEM, OTJIUYHBIM OT
aTMOC(EPHOro, M0JKeH ObITh MPEABAPUTEIbHO NMPOBEPEH <BXO0JIOC-
TYW». 0e3 3arpy3KH pacTBOpHUTEJIel, peareHToB, PeaKIHOHHBIX CMe-
ceil. DIEeKTpUYECKHI TOK HA KIEMMbI (BHIIKH) 3JCKTPONPUOOPOB, a TAKKE
TOK BOJbI IMEPBOHAYAIBHO MOJAKTCSA MPU HPOBEIACHUU «XOJOCTOTO»
JKCIEPUMEHTA.

e IIpu cbopke mpubOOPOB HEOOXOIUMO BHUMATEIBHO CICIUTH, YTOOBI B HUX
B Tporiecce paboTHI HE MOTIIO CO37aBaThCs M3OBITOYHOE JaBicHue (omac-
HOCTH B3pbIBal!) — coOpanHble IPUOOPHI HE MOKHBI IPEACTABIATE COO0M
3aMKHyThIe cucTeMmbl. [Ipu pabore ¢ THrpoCKOTMYHBIMU (aOCONMIOTHBIE
pPacTBOPUTENH) WM JETKOTUAPOIUIYIONMMHUCS BEIIECTBAMYM HA BBIXOJIC
npubopa (XOJOIUIBHUK, KalelbHas BOPOHKA, OTBOJ[ AIOHYKA) CTABST XJIOP-

KaJIbIIUCBbIC pr6KH1 WIN XKUAKOCTHBIC SaTBopLIZ.

* He CJICAYCT 3arjidaAbIBATL CBEPXY B JII00BIE OTKPBITBIC €EMKOCTU C XUMHYCC-
KUMKW COCOAUHCHUAMMU.

* 3amnpeiaercsi OCTaBIATh padOTAONINE JJAOOPATOPHBIE YCTAHOBKH, a TaKKe
BKJIIOYEHHbIE TIPHOOpHI 0€3 mpucMoTpa.

* Bo Bpems paOOTHI HACTOSITENHFHO PEKOMEHIYETCS HAAEBATh Ja00paTOPHBIN
xajart, coJepXkaTh B YUCTOTe paboumii croi. He ciemyer BecTH 3amu-
CH B JIaDOpaTOPHOM >KypHAalle HEMOCPEACTBEHHO IO TATOW FIIH PSAOM
¢ mpubopamMu AJis MPOBEACHUS CHHTE3a N BBIACICHHS MPOAYKTOB — IS
STOW IeNH B JIaGOPAaTOPUU HMEIOTCS MHCHMEHHBIE CTOJBI.

IIpu pabore B atmMocdepe Bo3myXa.
IIpu pabore B armocdepe MHEPTHOTO rasa.
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e [lpuctynas k paboTe ¢ XUMHUYECKOH MOCYHOH, HEOOXOMUMO yOeTUThCH,
YTO OHa SIBJIIETCS YMCTOM U cyxoil. [locne BhIMONHEHHS CHHTE3a MOCyna
JOJKHA OBITH BBEIMBITA M BBICYIIICHA.

b HpI/I IMOJIYYCHUH PCAKTUBOB U MPOBCACHHU CHUHTE3a HCO6XO}II/IMO CJIICAUTDb
3a TCM, YTOOBI €EMKOCTH C pcarcHramMu, paCTBOPUTECIIAMU, NIPOAYKTaAMU pEaK-
Oun ObLIU oAU CAHBI ()KCJ'IaTe.]'H)HO — CHA0KEeHBI 3THKeTKaMI/I); HC IIyTaTb
Hp06KI/I OT pa3HbIX CKIITHOK. Konosr u CTaKaHbl, MPEAHA3HAYCHHBIC OJIsI KO-
HCYHOI'O NpoOAYKTa CUHTC34a, JOJDKHbBI OBITh NMOANMNUCAHBI 1 B3BCIIICHDI. 3ar[pe—
mraeTcda MUCIOJIb30BAHUE PCAKTUBOB U3 eMKOCTeﬁ, HC UMCIOIIMX 3TUKCTOK.

e JI100ble XMMHUYECKHE BEIECTBa pa3pellacTcsl B3BEIIMBATh TOJBKO B XH-
MHYECKOH mocyJe.

e 3ampelieHo BBUIMBAaTh B PAKOBUHBI OCTATKH SKOJOTMYECKU OMACHBIX HE-
OpPraHWYeCKHX PEarcHTOB U J0ble OpraHuvecKkue BemiecrBa. [y yTu-
JU3AIMK 3THX COCAMHEHHH MMEIOTCS CICIHAIbHBIC CKISTHKUA B BBITSKHBIX
mkadax.

* B naboparopun kaTeropuyecku 3ampemiaercss KypuTh, CIyIIaTh My3BIKY,
IUTh U NPUHUMATH IUILY.

A1.2.  Mepbl npedocmopoxHocmu npu pabome e na6opamopuu

[Ipu pabore B mabopaTopuy OpPraHUYECKOTO CHHTE3a HEOOXOAMMO CTPOrO CO-
OrofaTe HEOOXOIMMEBIE MEpPHI IPEeOCTOPOXKHOCTH. Jlaboparopus — nomenieHue
BBICOKOW KaTeTOPHH OMACHOCTH, U MalleHIas HeOCMOTPUTEIFHOCTh MOXET TPH-
BECTH K TSDKEIBIM IOCJIEICTBHUSM.

Pabora ¢ AJ0BUTHBIMHA M ¢ AKHMMH BelleCTBAMHA

BONBIIMHCTBO XUMHYECKUX COCI[I/IHCHI/Iﬁ B Oouibllied MM MEHBIIEH CTEIEeHU
TOKCHYHO. HOSTOMy TNEPEA BBIMNOJIHCHHUEM KaXXIOI'0 SKCIICPUMEHTA HCO6XOI[I/IMO
TMOJIy4YUTh I/IH(l)OpMaHI/IIO 00 OCHOBHBIX (1)PI3I/I‘ICCKI/IX, XUMHUYCCKHUX U TOKCHYC-
CKHX CBOMCTBax p€arc¢HToB MU MPOAYKTOB, a TAKXKE O MCpax nepBoﬁ oMo
IpHu OXKOrax U OTPABJIICHUAX HMU. HpI/I pa60Te C AJOBHUTBIMHU U CAKHMMH BCUIC-
CTBaMU CJICOYCT CO6.]'IIOI[aTI> CTpOru€ mnpaBujia.

* Heo0xonnMo WMeTh B TaOOPaTOPUHU MPEIOXPAHUTEIBHBIEC TUIEBBIE MACKH,
3aIIUTHBIE OYKUA M MPOTHBOTA3HL.

* Bce MaHUNynsLMU ¢ arpecCUBHBIMU BEIIECTBAMH CJIEAYET IMPOBOIMTH B 3a-
HIUTHBIX OYKaX.

* Bce paboThl ¢ SI/IOBHTHIMH H TOPIOYMMH Ta3aMH W NMapaMH CleJyeT
MPOBOJUTH B BBITSDKHOM mikady. [Ipu sTom:
¢ nmBepmsl mKada OCTABIATH Ha YKAa3aHHOM IPEMOJaBaTelieM YPOBHE;
0 He 3armAnbpIBaTh BHYTPH IKada;

O mpubOpBEI, comepKaIline SIAOBUTHIE WJIH AarpecCHBHbIE Ta3bl HJIM MAPbI,
pa3duparh MOJ TATOH; BHIHOCHTH YaCTH NPUOOPOB H3-TOJ TSATHU TOJIBKO
MOCJIe BEITECHEHHS ATUX Ta30B BO3IYyXOM; MpH HeoOxommmoctu obpada-
THIBAaTh JETA3UPYIOIUM PACTBOPOM, YKa3aHHBIM IMPEMOaBaTeiieM,;
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¢ mpucrtymas x paboTe ¢ XJIOpOM, OPOMOM U IPYTUMH JIETYIUMH STIOBUTHI-
MH BeIIeCTBaMH, IPEAYNPEKIATE 00 3TOM HAXOISIIUXCS PSIIOM JTIONEH;

O HM3yYuTh U HE 3arpOMOXK/IATh MyTH CPOYHON IBAKyallMu U3 JIAOOPATOPUU
Ha ciydail BeIOpoca B aTMocdepy SI0BUTHIX BEIIECTB.

Paboty ¢ 0co60 omacHbIMH BemectBamu (OpoM, PTyTh, KOHIIEHTPHPO-
BaHHBIE KUCIOTHI U JIP.) BECTH TOJBKO MO HAOIIONCHUEM MPEnojaBaTes
iy nadopaHTa.

Paboma c opomom

Bpom BmI3BIBaeT KpaiiHe OO0J€3HEHHBIE, AOJTO M TPYIHO 3a)XKUBAIO-

mue oxoru. Buummanue! Ilapsl Opoma Tskenee BO3JyXa M CTEKAIOT

BHM3! [Ipu pabote ¢ HUM:

0 octeperarbCsi BABIXAaTh Mapbl, Oepeub Iia3za U PyKH;

¢ Tpu HANWBAHWW W TIEpEeTUBAaHUHN OpoMa HaJeBaTh PE3NHOBHIC NEPUYATKH;
MIOMHUTH O TOM, YTO PE3WHOBBIC TIEPUATKH TOCTATOYHO OBICTPO pa3bena-
FOTCS OpOMOM W SIBIISIFOTCS JIMIIIb BPEMEHHOW MEpOH 3alUThI;

¢ y4uTBIBaTH, 4YTO OPOM HU B KOEM Cllydyae He JIOJDKEH IOMajaTh Ha allko-

MHHHCBBIC IIOBEPXHOCTHU. IIPU MOIIaJaHUA 6p0Ma B aJIIOMUHUCBYIO 0aHIo
BO3MOXXHO CaMOBO3IrOpaHHUC.

Paboma c oumemuncynvpamom

¢ Jumernicynbdar O4eHb STOBUT.

¢ Crnemyet n3beratp BIbIXaHHA ero napoB. OH BIIUTBHIBAETCS KOXKEH; mpH
MONIalaHNH JUMETHIICYIb(aTa Ha KOXKY HaJ0 TOTYaC OOMBITH 3TO MECTO
pacTBOpOM aMMHaka.

¢ Jdumernuncynbdar JIETKO THIPOIH3YETCS aMMHAaKOM, MEIJIEHHee — eJl-
KAMH IeJI0YaMHu

Paboma c pmymosio

0 PTYTL n €€ COCIUMHCHUA BCCbMa sJJOBHTEI. Bce pa6OTLI, BKJIFOYArOnIue
TNEPEIMBAHUC PTYTH, IPOBOAUTH HAJ] BaHHOYKOMU JUIL IPpENOTBPAIICHUSA €€
pas3iinBaHUA Ha CTOJIC BBITAXXHOIO mea(ba WKW Ha 1Oy na60paTopI/m.

0 OCHOBHOW TPUYMHOW PaA3IUTHS OOJBIIOTO KOJHUYECTBA PTYTU B Jia-

0opaTopuu OpPraHMYECKOrO0 CHHTE3a SABIISETCS pa3pylleHHE PTYTHBIX
MaHOMeTpoB. [loaTOMYy KaTeropHYecKH 3alpelaeTcsi pe3Ko BITyCKaTh
aTMoc(epHBIi BO3AyX B NMpHOOPHI, COEAMHEHHBIE C TaKMMH MaHOMe-
Tpamu. OZHAKO OCHOBHBIMH MCTOYHHMKAMH 3arpsi3HEHHs J1a00paTopuu
PTYTBIO SIBIISIOTCSI pa30ouTHIe TepMOMETpHI. [loaToMy KaTeropuyecku 3a-
MpemnaeTcss HarpeBaTb Takue TEPMOMETPHI IO TEMIIEPaTyp, BBIXOIAIINX
3a TpeAeNbl U3MEPUTENBHON MIKAIBI.

¢ Ilpm momamaHum pPTyTH B 1abOpaTOpHOE IOMENIEHHE HEOoOXOAMMO He-
MEMJIEHHO cooOmuTh 00 3TOM MpemoaaBarento. PaznuTyro pTyTh co-
OupaTh CrieUUaJbHBIMH MEAHBIMU LIMIIAMU WINA C ITOMOILIbI0 METHBIX
wiacTuHOK. llleny cTonoB WM mojia, B KOTOpbIe MOIJIA TONACTh PTYTh,
3achINaTh MEJKHM MOPOIIKOM Cephbl WM 00padoTaTb CMOYEHHBIM BOOM
xnopungom xernesa(lll).
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Paooma c kucnomamu u eOkumu eeujecmeamu

¢ KoHumeHTpHpOBaHHBIE KHCIOTHI, aHTUAPUIBI ¥ TaJOTCHAHTHIPHUIBI KHC-
JOT, aMMHaK ¥ aMHHBI IIEPEIUBATh TOJBKO Yepe3 BOPOHKY W B BBHI-
TSDKHOM TIKady.

¢ Ilpu pazbaBiieHUN KOHIIEHTPHPOBAHHOW CEPHOM KHCIIOTHI BIMBATh KHC-
JIOTY B BOIYy HEOONBIIMMH MOpLHUsIMH (He HA00opoT!) M OCTOPOKHO
MePEeMEIINBATh.

¢ Ilpu pacTBOpEHHH B BOIE KOHICHTPUPOBAHHON CEPHOW KUCIOTHI, IPH
MPUTOTOBJICHUM XPOMOBOM CMECH, IpU CMEUIMBAaHUU KOHLIEHTPUPOBAH-
HBIX CEPHOH U a30THOW KHCIIOT, IPU MPUTOTOBJICHUU KOHLIEHTPUPOBAH-
HBIX PacTBOPOB IIEIOYEH MOJIB30BAThCA TONBKO XMUMHUYECKOW MOCYynoU
U3 TepMocToiikoro crekia (cuiasHoe pasorpesanue!). Ilo Toi e mpu-
YuHE HE HAJIMBATh TOPSYUE KUIKOCTH B TOJCTOCTEHHYIO MOCYINy M
npuOOphl, HE MpedHa3HAYEHHbIE IJI1 HarpeBaHUS.

¢ M3MmenwsueHne enkux miesodel, MoAa M JIPYI'MX arpecCHBHBIX BEIIECTB
MPOU3BOIUTH B TIEpUaTKaxX B BHITSHKHOM IHIKady.

Pabora ¢ JIETKOBOCIVIAMEHAKOIIUMUCA U B3PBIBOOMACHLIMU BEllECTBAMHU

B opranndeckoM CHHTE3€ HCIOJIb3YIOTCS Pa3HOOOpa3HbIC PACTBOPHUTEIH, B TOM
yucne Jerydyune. [lapel MHOTMX pacTBopuTeleid — 3Gupa U CIOKHBIX (DUPOB,
cHUpTOB, OEH30Ja, alleTOHa W JIp. — CHOCOOHBI JIETKO BOCIUIaMeHsATbCs. [liis
HUX CYIIECTBYET CICIUAbHBII TEPMHUH — JIETKOBOCILIAMEHSIOIIUECS JKUIKO-
cru (JIBX). B aToM OTHOIIEHHH OCOOEHHO OMACEH MHITIIOBBINA 3(Up, MMEI0-
IUH HU3KYIO TEeMIIEpaTypy camMoOBOCIUIaMEeHEeHHs, paBHyt0 164 °C, u mmpokuii
WHTEPBaJ B3PHIBAEMOCTH CMECH MAapoOB C BO3AyXoM (HIKHHUH MOPOT B3phIBae-
moctu 36.5 r/m°, Bepxuuii — 232 r/m3).
Cnenyer 3anoMHUTh npaBuia padorsl ¢ JIB/AK 1 BbIIONHATE HX.

e He nepxars JIBX BOMM3M OrHs win BOJIM3M HArpeBaTeIbHBIX MPHU-
OopoB.

¢ He narpeBars JIBXX Ha OTKpBITOM OTHE, BOJIM3H OT OTHS HWJIM € B OTKPHI-
TBIX cocygax. llpu KuIsT4eHWH W TEeperoHKe HCIOJb30BaTh d(deKTHuBHBIC
XOJIOMWIIBHUKH, JIJISl HarpEeBaHUS — BOASHBIC OaHW, KOJIOOHArpEeBaTENN WU
CIIELUAJIbHBIE 3JIEKTPOIUIUTKU € 3aKPBITOM CHHpPabIO.

e He xpanutp JIBJ)X B TOHKOCTEHHOW MOCyJe C MJIOTHO 3aKpPBITOH
MPOOKOM.

* He BeutuBath JIBXK B pakoBumny.

e Ecnm B mabopaTopuu Mo KaKOH-TH00 MPHYMHE OKA3aJI0Ch MPOJIMTO 3HAYUTEIh-
Hoe konmmuecTBo JIBXK, HE0OX0MMMO HEMEJIEHHO TIOracuTh BCE TOPEIIKH, OT-
KITFOYUTh BCE DJIEKTPUYCCKHE IIMUTKH U BJIEKTPONPUOOPHI U OTKPHITH OKHA.

ITomumo JIBXK, eme ogHUM HMCTOYHMKOM ONACHOCTH BO3HUKHOBEHUS IOXa-
pa SBISIOTCS METAJUIMYECKUN HATpHil (B MEHbIIEH CTENeHHM — JIMTHH, padoTa
C KaJHEeM W OCTAJIBHBIMU LICJTOYHBIMH METAJUIAMH B MPAKTHKyME 3alpelleHa),
TUAPUIBL U aMUJbl METAJIIOB.
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Paboma c memanauueckum Hampuem

0
0

I[poBoanTest TONBKO MOA HAOIIOAEHHEM MpenoaaBaTes!

Hatpwuii xpaHsiT B XOpOIIO 3aKPBIBAIOIINXCS OaHKAaX IO CIOEM WHEPT-
HOT'O BBICOKOKHIIALIETO PaCTBOPUTEIIS.

IIpu pabote ¢ HaTpueMm 00s3aTE€IbHO HAACBAIOT 3ALIUTHBIC OUYKU U pe-
3MHOBBIE TIEPUYATKH.

Hatpuii GepyT muHIIETOM WX HIUNIaMu. Pe3aTh W B3BENIMBATh Me-
TaJNINYECKUM HATpUMl cleAyeT TOJbKO IMOJ CJI0€M HHEPTHOTO pac-
TBOPHUTEJIS.

Ilepen momemnieHneM HaTpusi B PEaKIMOHHBIA COCYH Y€ B3BEILCH-
HbIE W Hape3aHHBIE KyCOYKH OBICTPO IO OJHOMY MPOMAKHWBAIOT (PHITB-
TpoBalbHOUW Oymaroi. Kaxkaelii clienyromuii Kyco4ek BBIHUMAIOT W3
pacTBOpUTENS M IMPOMAKHWBAIOT TOJBKO IOCIE TOTO, KaK MPeIbIIyIIHi
MOMEIIEH B PEAKIHOHHBIA COCYII.

[Ipu mpoBexeHnn peakuwii ¢ HaTpueM oOpaTHbIE XOJOJWUIHHUKH HC-
MOJIB3YIOT C OCTOPOXKHOCTBIO, TAK KAK KOHACHCUPYIOILAACS CHApYXKHU
XOJIOAMIBbHUKA BJara IMpy U3BJICUEHUH XOJOAMIbHUKA WIH IIPU HCIIOJNb-
30BaHMU HETEPMETHYHBIX MPOOOK WM NUIM(OB MOXKET MONAcTh B peax-
LUOHHYIO cMech. Kpome TOro, mioxo 3akpeIuieHHbIE BOASHBIE LUIAHTU
MOT'YT OBITH COpBaHBI HallOpOM BOIBI.

OO0pe3kn HaTpHs CKIAABIBAIOT B CHEIHANIBHO MpeIHA3HAYEHHYIO IS
HHUX €MKOCTb — BMECT€ C KPYNHBIMH KyCKaMHd HMX He XxpaHAaT. He-
0oJpIINe KOJWYECTBA OCTAaTKOB HATPHs JIydlle HEMEMJIEHHO TacUTh
3TaHOJIOM.

B ciygae 3aropanus MeTalTMYECKHH HATPHH ClieqyeT TYIIHTH Mec-
KOM WJIH YIJIEKHCJIOTHBIMH OTHETYIIUTEJIMH. XUMHUYECKHE TICH-
HBbIC WU OPOMAITHIIOBHIC OTHETYIIMTENH HCIIONh30BATh KATErOPHYECKH
HeJab3s!

Paboma c zuopudoamu memannoe u amuoom Hampus

0

T'uapuasl METANIOB U aMUJ] HATPUSI TIPEJCTABISIIOT COO0H HEyCTOHYUBBIC
MO OTHOWICHHUIO K KHCIOpony (TMApWAabl) W Biare (THOPUABI U aMUIbI)
BemectBa. C BOJOM OHU pearupyroT €O B3pbIBOM, IPUYEM B CIydae
THAPHIOB B Ipolecce OypHO# peakiuu ¢ BOAOH BBIACISICTCS BOAOPOL,
YTO MOXKET IPUBECTH KO BTOPUYHOMY, OOBEMHOMY B3DBIBY PEMYy4ero
raza. [TosTomy mpu paboTe ¢ 3TUMH BEUISCTBAMH HEOOXOIMMO HCKIIIO-
YUTh JHOOYI0 BO3MOXXHOCTh UX KOHTaKTa C BOIOU.

B3BemmBare rHApHUIBI METALIOB M aMUJA HATPHUS CIEIyeT B IIpO3pad-
HOH CTEKJITHHOHM TOCYZIe U M0 BO3MOXKHOCTH OBICTPO, HEMOCPEICTBEHHO
nepes; MOMEIEHUEM B MOATOTOBICHHBINH PEaKIIMOHHBIA COCYI.

Bce akcnepuMeHTs! ¢ TMApUIaMU METAIOB U aMHUJIOM HAaTpus ClELyeT
MPOBOJUTH B BBITSDKHOM IIKady.

B cinyuae BOcmiIamMeHeHHs THAPHAA CIEAyeT OTOWTH Ha Oe3omacHoe
paccTosiHiHEe W TOAOKAATh, MOKA OH CrOPUT (THAPUIBI TOPAT OBICTPO,
onnako npu ropenun LiIAIH, Bo3MokeH B3pBIB — MO3TOMY Iieeco00pas-
HO OTPaHUYHUTHCS TOJBKO KOHTPOJEM 32 HEepacmpoCTPaHEHHUEM odara
BO3TOpaHU).
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IIpaBuia o0pameHus co CTEKIOM

* Bce omepamuu mo pes3ke CTEKIa, HaJEBAHUIO PE3MHOBBIX LITAHTOB
W T. . ClleAyeT NMPOBOIUTH OCTOPOXHO, HE Jellag Pe3KUX IBIKECHUH
n usberas OOJBIIMX YCHJINH, 3aIIUTHUB PYKH CIOXXEHHBIM B HECKOJBKO
CIIOCB KyCKOM TKaHH. Pe3uHOBBIC mepyaTKH (Ja)ke TOJCThIE) OT MOPE30B
HE TpemoxXpaHs;ioT!

* Pa3nambiBaHuE HaApe3aHHBIX HANWIbBHUKOM WU ajIMa3HOU mukoii! cre-
KISTHHBIX TPYOOK WJIW ITalloueK BEBITIONHATH PE3KHM U B TO )K€ BpeMs He
CHUJIBHBIM JIBIDKCHHEM, Pa3BOAS PYKH B CTOPOHEI, YTOOBI HE MOpPE3aTh UX
KpasMHU CTeKJIa.

e Bcranss B mpoOKy WM B 3aTBOP MEXaHHYECKYIO MEIIANKY, CTCKITHHYIO
MAJO0YKy, TEPMOMETP WM CTCKITHHYIO TPYOKY, CIEIyeT Aep:KaTh UX PyKOi
KaK MOXXHO OJIMKE K BCTaBIISIEMOMY KOHITY, BBITIONHSSI «BBHHUHBAOIIHE
nBrokeHus. [lpu aToM Henp3sl ynupars IpoOKy WM 3aTBOP B JIAZIOHB PYKH.
B kauecTBe cMa3Ku MOYKHO HMCHOJIb30BaTh DIMLIEPUH.

* He HarpeBaTh TOJCTOCTCHHYIO JIUTYIO Tocyay. llpu BeImOIHEHHH HpPO-
CTEHIINX CTEKIOMYBHBIX ONEpaIfil clelyeT HaleBaTh 3aIUTHBIC OYKH HIIH
MacKy M He 3a0BIBaTh O TOM, YTO PacKaJeHHOE CTEKJIO BHEIIHE HUYEM HE
oTianyaeTcs oT xononHoro. Heab3si 0CTaBASATH PSIIOM CO CTEKIIOIYBHOM
TOPENKOW HMIIM Ha CTOJE KYCKH Pa3orpeToro CTeKiIa, a MOMEIIaTh HX B
CIEUATBHYI0O €MKOCTh PSIOM C TOPENKOi.

. HpI/I 3allanBaHUU aMITyJl C XKUIKUMH O6pa3].[aMI/I ux HeO6XOI[I/IMO npena-
BApUTCIIbHO OXJIAXKAATh JbAOM HIIN oxnaxq[a}omeﬁ CMCChIO.

A1.3. Nepeas nomowb npu oxcozax,

ompasneHuax u apyzux HecHacmHbIx a1y4asax

B CJIYYAE JIIOBOro, AAXE HESHAYUTESIbHOIO HA MEPBbLIV B3rnapg
MPOUCLLECTBMA HEMEAJIEHHO NOCTABUTb B U3BECTHOCTb NMPEMOAABATENA!

e [lpum yerkux TEPMHYECKHX O0KOTax IMOpakeHHOE MeCTO OOMBITH CTpyei
XOJIOAHO! BOJXBI, MPOMBITH CHUPTOM, a 3aTEM CMa3aTh INIMLEPUHOM WU
OopHBIM BazenuHOM. lIpn CHIBHBIX 0’KOTax MOPAXEHHOE MECTO OOMBITh
CTpyell XOJIOAHOW BOJBI M BBI3BAaTh Bpaua.

* IIpu oxxorax OpoMOM IMOpaX€HHOE MECTO THIATEIHHO OOMBITH CTpyei
xomomHo# Boxwl, a 3arem 10%-m pactBOpoM THOCYmbdaTa HaTpus. [lo-
cJie BABIXaHHS MMapoB OpoMa cieayeT MOHIOXaTh Pa30aBIICHHBIN pacTBOP
aMMUaKka W BBIUTH Ha cBexuil Bo3ayx. Ilpm a0b6oM mopaskeHum Opo-
MOM IJIa3 WJIH AbIXaTeJbHbIX MyTeill cjeayeT HeMeAJIeHHO MOCTABUTH
B U3BECTHOCTb MPeNnoaaBaTe/ss H OTHPABUTH NMOCTPaaaBIIero B Jje4yeod-
HOe Y4YpeXIeHue 1l 0Ka3aHus KBAJIN(UUUPOBAHHONH MOMOLIH.

1

Yuo6Hee BCEro MUCIHOJIb30BAaTh aJIMa3HOC IOJIOTHO JJI1 HOXOBKHU HJIM aJIMa3HbIC Ha[[(bI/IJ'II/I.
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e Jlpu oxorax (eHOJIOM WM €ro pacTBOPOM IPOTEpeTh MobeneBUINil yda-
CTOK KOXHU CIUPTOM JO T€X IOp, IOKa HE BOCCTAHOBUTCS HOPMAabHBIHI
[BET KOXH, 3aT€M IPOMBITh MOPaXCHHBIH YYacTOK BOJOM M HaJOXKUThH
KOMIIpECC M3 BaThl WJIM Mapiid, CMOYCHHON TIIMLEPUHOM.

e [Ipu oxorax KOHIEHTPUPOBAHHBIMU PACTBOPAMH KHCIOT OOMBITH 000-
MOKEHHOE MECTO CTpyeH XOIOAHOHM BOABI, a 3aTeM 3%-M pacTBOPOM COJBI.
[Ipu momamaHuy KUCIOTHI B IJ1a3a MPOMBIBATH MOJ CTPYEH XOJIOAHOU BOJIBI
B T€UCHUE S5 MUHYT M OOpaTHTHCSA K Bpady.

* [Ipu oxorax KOHUEHTPUPOBAHHBIMH PACTBOPaMH WIENOYEH OOMBITH KOXKY
cTpyeil xonogHOW Bojbl, a 3aTeM 1%-m pacTBopoM OOpPHON KHCIIOTHI.
AMMHUAaK ¥ aMHHBI IIOYTH HE JIEHCTBYIOT Ha KOXY, OJHAKO IPHU IOMNajaa-
HUM B TJIa3a MOTYT BBI3BaTh UX CUJIbHOE mopaxeHue. Ilpu momamanum
1ejI04Yell W IPYruX OCHOBAHWI B IJI1a3a cjeqyeT HeMeIJIEHHO MPOMBITh
HX CTpyeil BOIbI, OJJHOBPEMEHHO IMOCTABUB B M3BECTHOCTH IMPENO/IaBaTEs.
[MpombIBaHKE MPONOIKATH B TEYCHUE HECKOJIBKUX MHUHYT, HEMHOTO MpPH-
MOZIHMMas TJ1a3HOe BeKo. [Ipy momajaHuu B IV1a3a MIEJIOYH MM OCHOBaHUMN
B JIFOOOM ciIy4ae cieqyeT OOpaTHThCS K Bpady — Jlake NpPU OTCYTCTBUHU
HENPUATHBIX OLyIIeHHIA!

e IIpu ciny4aliHOM NONAaJaHUM PEAKTUBOB BHYTPh OPraHW3Ma HEMEIUIEHHO BbI-
IIUTh HE MEHEE CTakaHa BOJbl U IOCTaBUTh B U3BECTHOCTH IPENOAABATEIIS.

e [Ipu HEOCTOPOXKHOM U3rHOAHWH TPYOOK, BCTaBICHUU TPYOKH WU TEPMO-
METpa B OTBEPCTHE KOJOBI BO3MOXHBI MOpe3bl M paHeHus. [Ipu mopesax
B MEPBYIO ouepeb HEOOXOAMMO YNaJUTh M3 PaHbl OCKOJIKH CTEKIa, Kpas
paabl ae3uHpuIupoBarh 3%-M CIOUPTOBBIM PAacTBOPOM HOAA, a 3aTeM
HAJIOXKUTh CTEPHIIBHYIO TMOBS3KY. [IpH CHIBHBIX KPOBOTEUEHHSIX CIEIAYyET
HAJIOXKUTh KIYT BBIIIE PaHbl U BBI3BaTh Bpadya.

A1.4. TyweHue mecmHoix 80320paHuli u 2o0paweli 00exdbl

* B ciydae BOCIIaMEHEHUS TOPIHOYEH KUIKOCTHU CIELYET HMEPEKpPBITh I'a3o-
BbIE€ KPaHBbI, OTKJIIOYUTH IIUTKH JIEKTPONUTAHMS, 3aT€M NPUKPBITH IIAMS
acOecTOBBIM IIOJIOTEHIIEM, 3aChlIaTh €ro IIECKOM HJIH BOCIIOJIB30BaThCA
YIJICKHUCIOTHBIM OrHeTymuTeneM. PactBopumsie B Boge JIBXK (cmupr, are-
TOH M T. 1.), €CJH BOCIUITAMEHHJIOCH HEOOINBIIOE UX KOTHYECTBO, MOXKHO
TyLIUTh BOJOM.

» Ilpu BoCIUIaMEHEHHH HEpPacTBOPHMOTO B Boxe BemiectBa (3dup, OeH30d7,
rekcaH U T. M.) BOAY NPUMEHATh AJISl TYLICHHS HEJb3sS — 3TO MOXET BBI-
3BaTh YBEJIIMUYEHHE IJIOIIAAM ropeHusd. B s3ToM ciyuae miams ciaenyet
racuTh MECKOM WM UCIOJIb30BaTh OrHETyIIUTENb. [lpyu Bo3ropanuun Harpe-
TBIX MPHOOPOB, CONEPKAIINX AMITIIIOBHIH 3(GHUp, OTHETYUIUTEIb HCIIONb-
3yIOT AN TOTO, YTOOBI BOCIPENSATCTBOBATH PAcCHpPOCTPAHEHHIO ITTOXKApa,
HU B KOEM CIlydyae HE HalpaBisis CTPYIO OTHETYIIUTENsI HEMOCPEICTBEHHO
Ha TpuOOp — TYHNIMTH TakWe NMpHOOpHI, KaK IPaBWIIO, OECIONe3HO, B TO
K€ BpEMs IIPU KOHTAKTE TrOpsIleld eMKOCTH CO CTpyeil U3 OTHETYyIIUTENs
BO3HUKAET OMNACHOCTb B3pbIBA.
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* B ciydae BocIiaMeHEHHUsI OJIEXK/Ibl HU B KOEM cllydae He cleayeT Oexarts.
Crnexyer OBICTPO OTOHTH OT OdYara BO3TOpaHHsS M JIedb Ha IOJ, YTOOBI
JaTh BO3MOXXHOCTh HaXONSALIMMCS B JIAOOpPAaTOpHH COTPYTHHKAM HaOpo-
CUTHh Ha Bac BOMJIOYHOE OJIESUI0 WM, B KpailHeM ciydae, J1abopaTOpHBIH
xanar, u couth mwiamsal. PasyMHOM MepOil MPeIOCTOPOKHOCTH SBISETCS
WCIOJIb30BaHKE JIAOOPATOPHBIX XaJaTOB W3 TOJCTOH XJIOMYAaTOOYMa)KHON
TKaHM Ha KHOIIKax — TaKOM XajaT mporopaeT He MIHOBEHHO, U B TO e
BpeMsI MOXKET OBITh CHST 32 HECKOJBKO CEKYH]I.

A2. NABOPATOPHASl XUMUYECKAS MOCYAA
U NPNBOPLI ANA NPOBEAEHWUA CUHTE3A
W BbIAENEHUA NPOAYKTOB PEAKLIUU

A2.1.  OcHoeHble eudel nabopamopHoli nocyos!

B nmaboparopusx paboTaloT B XMMHYECKOH MOCYJE ABYX THUIIOB, Pa3IHYaOLINX-
Csl HAJIMYHEM WM OTCYTCTBHEM HUTH()OBAHHBIX COCTUHEHUIL.

He umeromee nundoB uznenue, Kak MPaBUIO, SBIAETCS «CaMOIOCTAaTOY-
HbIM» (TabOpaTOpHBINA cTakaH, Koiba IS KPUCTAJUIM3AIMK BEIIECTBA WIIH
Yamika JUis ero HarpeBaHus) W JIHIIb B HEKOTOPBIX CIIydasX UMEET CTEKIISH-
HbIe TPYOKH — OTBOJBI MEPEMEHHOTO JuaMeTpa (KOJUBKUY») Ui MOICOCAUHE-
HUS IJIAHTOB MPH COOpKe MPUOOPOB C «KMATKUM» COCIUHEHHEM uacTeil. PaHee
B 1a00paTOpPHON IPAKTHUKE MIMPOKO HCIONB30BAINCH PE3MHOBBIE U KOPKOBBIE
npoOKH, ceiuac 3T0 peaKoCTh.

B ocHOBHOM cTek/IsiHHAs 1abopaTopHas MOCyAa MpeACTaBlieHa MpeaAMeTaMH,
UMEIOIUMH CTaHIAPTHBIC UGB V3 3TUX MpeaMeToB, COOCTBEHHO, W MOH-
TUPYIOTCSI IPUOOPHI JIsi CHHTE3a W BBIICICHUS COCIUHCHHH.

CylecTByeT HECKOJBKO OCHOBHBIX THIIOB NIIH(POBAHHBIX COeTIHHEHHIA,
oTnuyarmuxcs mo ¢gopme (KoHHYeckHe, chepuyeckue, MUITHHAPUUECKHE).
HaunGosee pacmpocTpaHeHHBIMH SABISAIOTCS KoHuueckue (puc. 1). Ilmudsr
0003HaYaIOTCS IO JUaMEeTpPy HIDKHEro OCHOBaHHUsSA, IpuueM B oOoO3Haue-
HHUHM YKa3bIBaeTCA TOJBKO €ro IEeJIOYHCICHHAs 4acTh. TakK, €CId TOBOPST
0 «14-m nummde», mMoApazyMeBaOT «IUTU(OBAHHOE COCAMHEHUE C TUAMETPOM
ocHoBanus (MeHbIIMM guametpoM) 14.5 mm». [nudoBaHHBINA CHApY KU KOHYC
HOCUT Ha3BaHUE «KEPH», a COOTBETCTBYIOLIAs eMy HUIM(OBAHHAS WU3HYTPH
KOHHMYecKasi TpyOka — «mydra». Haubonee yacto BcrpeuaroTcst nuimdoBaHHbIE
coenunenus ¢ guamerpamu 10, 14.5, 19 u 29 mm (oGo3zmauarorcs HIII 10,
HII 14, HII 19 u HII 29).

[[InudoBanHas AeTadh MHOTUX MPUOOPOB — KpaHbl. B UMIOPTHON CTEKJITHHOM
MOCyZ€ OHM MMEIOT CTaHIAPTHYI «KOHYCHOCTH» M SIBIISIIOTCS B3aMMO3aMCHse-
MBIMH. BO MHOTHX ciy4asXx BHYTPEHHSISI 4acTh TaKUX KPaHOB H3TOTOBJICHA U3

! HpI/I normnagaHuu ropsnueﬁ JKHUJKOCTHU Ha OHACKAY CTOALICIO YCJIOBEKAa B IIEPBYIO OYCPEAb

CTpaJgarT JIMIOO U BOJIOCHI. Jloxacer Ha I10JI, Bbl BBIBOAUTC I'0JIOBY M3 30HBI IIJIaMCHHU
n Ja€T¢ BO3MOXHOCTb €Io COUTB.
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A B C

Puc. 1. CtaHpapTHble KOHYCHble WndoBaHHble coeanHeHusa: A — MydTbl; B — KepHbl;
C - wnundoBaHHble Nepexoabl

tediona. Hapsay ¢ uMImopTHOM mocyZold XUMHUYecKre T1ab0paTOpruu MCTIONb3YIOT
IOCYly COOCTBEHHOTO M3rOTOBJICHUS. BajkHO, UTO ee KpaHbl OOBIYHO UMEIOT MH-
AUBUAYAJbHYI0 IJIMGOBKY U HE MOT'yT OBITh NIEPECTaBIECHB! U3 OIHOTO Mpudopa
B apyroil. [loaTomy mpu cO0OpKe U MBIThE HOCYIBI CACAYET TUIATEIBHO CIECIUThH
3a TeM, YTOObI He MepenyTaTh U He pa30UTh CTCKISHHBIC KPaHbI. MHOTAA OJUH
pa3ouThIl KpaH — 3TO (DaKTUYECKH HOTepsi BCero mpuodopa.

JlaGopaTopHble cTakaHbl (puc. 2) B MEPBYIO OYepenb OTIHYAIOTCS OT IpHU-
BBIYHBIX OBITOBBIX HaJMYMEM HOCHKA (I yA00CTBa MEPETMBAHMS JKUIKOCTEH).
OHM MOTYT OBITH M3TOTOBJICHBI M3 PA3JIMYHBIX MAaTepHAIOB — cTekia, dapdopa,
NOJIMIPOITUIICHA — W NpeIHa3Ha4YeHbl U Pa3INYHBIX Lenel. [lorunponunenogule
CTaKaHbI MCIIOJB3YIOT JUIS B3BCIIUBAHMS WHEPTHBIX IO OTHOIICHUIO K HACHIIICH-
HBIM YIJIEBOJOPOJAM BEIIECTB, cOopa (pakiuii mpu xpomarorpaduu U UHBIX
npoLenyp, He TPeOYIOIINX HATPEBaHMUS HIN OXJIaxAeHUs. CmexisinHble cTakaHbl (B
0COOEHHOCTH TEPMOCTOUKHE) MCIIONIB3YIOTCS TAKXKe JIIS IPOBEICHUS XMMHUUCCKUX
PEaKIyii U MepeKPUCTAIITU3AIMH BellecTB. [IpUroToBIeHNE pacTBOPOB, COMPOBO-
JKIAFOIIEeCs] CUIIbHBIM pasorpeBanueM (pasbasnenune H,SO,, pacTBopeHue mieso-
4eid, MPUTOTOBIICHHE XPOMITMKA) yAOOHO MPOBOAUTE B TEPMOCTONKHX (hapghoposbix
CTakaHax M Kpyxkax: (aphopoBble M3JeNUs 3aMETHO NPOYHEE CTEKISHHBIX.

Kondbl — ocHOBHast j1aboparopHas mocyna. B 3aBHCHMOCTH OT Ha3Ha4YeHHs OHH
paznu4aroTcs 1o Gopme, 00beMy, M0 HATUYUIO WM OTCYTCTBUIO MUIMGOB, MO YHUCITY

Puc. 2. JlTabopatopHbiin cTakaH (1) 1 Konbbl: KOHMYecKasa (dpneHmenepa) (2); KOHUYecKan
c otBogom (byHseHa) (3); KpyrnogoHHasa ogHoropnas (4); rpywesngHaa ogHoropnas (npu-
eMHUK) (5); KpyrnogoHHaa Tpexropnas (6)
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TOpJ ¥ OTBOJIOB, a TaKKe THUIIOM W TOJNIIUHOW CTEKJa, U3 KOTOPOTO M3TOTOBJICHBI.
CuHTE3bI OPraHIYECKUX COCIMHEHHUN B OCHOBHOM IPOBOIAT B KOJIOAX — MPH 3TOM
HYXXHBIF BHJ] KOJIOBI BEIOUPAIOT UCXONS M3 KOHCTPYKIMU TPUOOpa, a TAKKE YCIIo-
BUI TIPOBEJICHHs peakiu (HarpeBaHUe WK OXJIAKICHUE, HEOOXOMMMOCTh TepeMe-
[IMBaHUS M THIT UCIOJIE3YEMOM MEIIATKH, HEOOXOMMMOCTh KHUITTYCHHS C 00paTHBIM
XOJIOMMJIBHUKOM M T. JI.). YHHBEPCAJbHBIMHU ISl MIPOBEACHUS PEAKIIUMA SBISFOTCS
JBYX/TpPEXropiible KPYIIOMOHHBIE KOJNOBI M3 TEPMOCTOUKOIO CTEKJIa yMEPEHHOM
TOJNIIWHBL B Takux konbax MOXXHO IMPOBOAMTEH PEAKIIMU MPH MEPEMEIIMBAHUN Me-
[IaJKaMH JIF0O0T0 THIA, TIPH HATPEBAHUU W CHJIBHOM OXJIAXIICHUU; MUTU(QOBAHHBIC
ropia KoJi0 HCHOJIB3YIOT JJIS YCTAHOBKH XOJOIMIBLHHKOB, KalleTbHBIX BOPOHOK,
TEPMOMETPOB U PA3IUYHBIX CHELMaIbHBIX Hacaaok. KoHudeckue u Apyrue Iuio-
CKOJIOHHBIE KOJIOBI TaK)K€ MOXKHO HCIIOJIB30BaTh IS MIPOBECHHUS PEaKIMid, OTHAKO
B OCHOBHOM HX MPUMEHSIOT JIJIsl XPaHCHUS BEIIECTB M PACTBOPOB; HAIMUHUE NUIH(ba
MO3BOJIICT HAJIC)KHO 3aKpBIBATh MX MPUILTH(OBAHHBIME MpoOkaMu. KoHudeckue
KOJIOBI ¢ 0TBOAOM (KO/IOBI ByH3eHa) BBHIMOJIHEHBI M3 TOJCTOrO CTEKIA U TPe.-
Ha3HAYCHBI I (QWIIBTPOBAHUS TMOJ] YMEHBIICHHBIM JaBICHHEM. TOHKOCTECHHBIC
TUTOCKOJIOHHBIE KOJIOBI KATErOPUYECKH HeJIb3s BAKyyMHPOBATH M3-32 ONMACHOCTH
B3pbIBa. OIHOTOPIIBIC TPYIICBUIHBIC KOJIOBI, IMEIOIINE Pa3JInYHbIC IUTH(HI B 3a-
BucumoctH ot o0beMa (14 s 5-100 mi, 29 s 100-250 mit), UCOIB3YIOT Kak
NMPHEMHUKH; OHU OOBIYHO BBITIONHEHBI U3 TEPMOCTOHKOIO CTEKIA C JOCTATOYHO
TOJICTBIMM CTEHKaMH U MpEeIHa3HauYeHbI Ul cOopa (pakiuii npu mneperonke (B ToM
YHCJIE BaKyyMHOH), BBICYIIMBAHHUS B BaKyyMe M BPEMEHHOTO XPAaHEHHUS KHIKHX
BeriecTB. IlepeurcieHHBIE OCHOBHBIC THITHI KOJIO M300paskeHBI Ha puc. 2.
Kpome Toro, B JIaGOpaToOpHOM MPAKTHKE HCIIOIB3YIOTCS KOJIOBI, CHEIIHAIBHO
npeaHa3HaYCHHBIC IS TICPErOHKH BemiecTB. Hamboiee pacnpocTpaHEHHBIMH W3
HUX SIBIISIOTCS K00l Bropia, ®@asopckoro u Kustiizena (cm. puc. 3). Onu ume-
0T BEpTUKAIbHbIC HITH(BI — MypThl (I TEPMOMETpa U KAMKUIAPA) U HUCXO-
Imud g — KepH I MPUCOSAMHEHUS XOJNOMWIBHAKA. MexIy COOCTBEHHO
KoI6oil U 3THM KEPHOM MOXKET pacronararbes aednermarop (cm. puc. 3).

0.0

Puc. 3. Konbbl gna neperoHku: 1 — Biopua; 2 n 3 - ®aBopckoro; 4 n 5 — KnainseHa;
3 n 5 - c pepnermatopom «enouka»
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! B na6opa’r0pH01‘/’I MPaKTUKE I NEPETOHKU HEOOJIBIINX KOJUYECTB BEIIECTB YaCTO HCIIONb-

3YIOT kosiobl Kitsiizena ¢ MPUIIASHHBIM MIPAMBIM XOJIOAUJIBHUKOM.
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Puc. 4. XonoannbHuku: 1 — NpAMON NAN XoNoAunbHUK JInburxa; 2 — WapuKoBbii; 3 — 3mee-
BMKOBbIN; 4 — xonogunbHUK AumpoTa

XoaonuabHuKH (puc. 4) cnyXaT Uil OXJaKACHUS M KOHACHCAIUU MapoB TPH
MPOBEACHUN XMMHUYECKUX PEaKUUd M IepEeroHKe OPraHMYeCKHX COEIMHEHUH.
[lo cBoemy Ha3HauYeHHIO Pa3NUYaAIOT NPSMble U OOpaTHBIE XOJOIMUIBHUKH.
IIpsiMoii XONONMIBHUK TIpEeIHA3HAuEH AUl KOHJEHCAIMW MapoB BellecTBa WIIH
pacTBOpHTENs C ynaJeHHeM KOoHJeHcara. B o6paTHOM XOMOIMIbHUKE KOHACH-
CUPYIOIMECS Taphl BO3BPAIAIOTCS B PEaKIMOHHYIO cMech. [l oXiakaeHHs
MapoB B XOJOJMJIBHHKAX B OCHOBHOM HCIOJNB3YIOT BOAY (BOASIHOW XOJOMUIIb-
HUK) WU BO3MyX (BO3AYIIHBIA XOJOAUIBHUK).

Camblii IPOCTOH XOJNOAMIBHUK — BO3IYIIHBIH, KOTOPBIH MOXET HPUMEHSTHCS
Kak B KauecTBe O0OpaTHOTO, TaK M HUCXosmIero. GakTHYECKH OH TPENCTaBIsET
co0o¥ CTEeKIsTHHYIO0 TPyOKy co numdaMu. Bo3ayniHbId XOJOAMIBHUK HCIIONH-
3YIOT JIJISl TIEPErOHKH WIIM KOHJICHCAIHH JKUIKOCTEH C TeMIepaTypoil KHIEHHS
150 °C wu BBImIE; TPUMEHEHUE B ITUX CIydYasX XOJOMUIBLHUKOB C BOISHBIM
OXJIQXKIEHHEM COMNPSIKEHO C M3BECTHBIM PHUCKOM, TaK KaK BCIEICTBHE PE3KOTO
nepernaza TeMIepaTyp TpyOKa XOJOAMIbHHKA MOXKET JIONHYTh C CaMbIMH He-
MPUATHBIMU TIOCJIEICTBUSIMHM KaK Ul CHHTE3a, TaK M JJIs SKCIEPHMEHTaropa.
Kpome ToTO, BO3AYIIHBIE XOMOAMIBHUKH HCIIONB3YIOT, €CIIH OTTOHSIEMOe Bellle-
CTBO MMEET BBICOKYIO TEMIIEpaTypy IIaBJICHUS.

[IpocTBIM 1O KOHCTPYKIMH W ITHPOKO PaclpOoCTPaHEHHBIM B JIa0OPaTOPHOM
MIPaKTHKE ABIAETCS XONOAWIBHUK JIMOMXa, KOTOPBIH OOBIYHO MCHONIB3YeTCs B Ka-
YeCTBE HUCXOJSIIET0, U pexe — B KadecTBe oOpaTHOro (mpu paboTe ¢ BBICOKO-
KUISIIUMH PacTBOPHUTENAMH). XOMOAWIbHUK JIMOMXa COCTOMT M3 BHYTpPEHHEH
TpYOKH, B KOTOPOH NPOUCXOAWT KOHJEHCANUs MapoB, W HApYXHOHW pyOamky,
CMAasiHHOM ¢ BHYTpeHHeil TpyOkoil. HapyxHas py0aika umeer 1Ba orBoza («onus-
KU»), Ha KOTOpbIe HAJCBAIOT PE3MHOBBIC TPYOKH, MPH 3TOM OJHY HPHCOCAUHSIIOT
K BOJIOIIPOBOJHOMY KpaHy, a BTOPYIO OTBOIAT B pakoBHHY. Bona momaercs uepes
HUKHIOI «OJIMBKY», YTOOBI XOJIIOAMIBHUK OBLI MOJHOCTBHIO 3amojHeH (puc. 5).
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1 2

Puc. 5. Vicnonb3oBaHve NpsAMOro XonoauibHUKa B KayectBe HUCxoasLwwero (1) n obpatHoro (2).
CTpenkamy o603HayeHO HanpaB/ieHne NOTOKa OXJaXkaaloLwen Bogbl

B naboparopusx MPUMEHSIOT U XOJOAUIbHUKH JPYTrUX TUMOB (cM. puc. 4).
HlapukoBbIil XOMOIUIPHIUK OOBIYHO HCITOJIB3YeTCsS KaKk OOpaTHBIH, Tak Kak
HIapOBUJHBIE PACHIMPEHUS BHYTPEHHEH TPyOKH 3aMETHO IOBBIMIAIOT €ro
3¢ (HEeKTUBHOCTH 10 CPaBHEHHIO C XOJIOAMIBLHUKOM JInOmxa. 3MeeBHMKOBBI
XOJIOAWIBHUK BCerga NPUMEHsETCS TOJIbKO KaK HHMCXOASIUMM 11 HU3KO-
KUISIIUX BemecTB. OH HUKOTAA HE HCIOJNb3yeTcs Kak OOpaTHBIM, Tak Kak
CTEKaIOUINil 1Mo crubaM TOHKOW BHYTpPEHHEHW TPYOKHM KOHJIEHCAT NpPU WHTEH-
CUBHOM KHITEHUHU JIETKO MOXXET OBITh BHIOPOIIEH W3 XOJOAWIbHHKA. YIadHas
KOHCTPYKIHs y OOpaTHOro XoJioAwIbHUKa JlMMpoTa, KOHIEHcalus IapoB
B KOTOPOM IPOUCXOJUT Ha BHEIIHEH NMOBEPXHOCTH BMASHHOIO BHYTPb CTe-
KJISTHHOW TpyOKH 3MeeBHKa. DPQPEKTHBHOCTh 3TOTO XOJOAMIBHHUKA MOXHO
YBEIUYHUTh, OXJIaX/as U BHEUIHHE CTeHKHU (XoioamiabHuk Jumpora—JInomxa
C JBOWHBIM OXJQXKJICHHEM).

[Ipu wcronb30BaHUU XONOAMIBHIUKOB HEOOXOIWMO IOCTOSHHO CIIEANTH 32
TOKOM BOJBI. CIWIIKOM CHJIBHBIH TOK MOYKET HPHUBECTH K TOMY, 4TO OymyT
COpBaHbI IIJJAHTH W BOJa IOMAJeT Ha pabodyee MECTO MM Ha Harperyr Iepe-
TOHHYIO KOJOY (mociienHee MOXKET MPHUBECTH K B3pbIBY). Cnabblii TOK BOABI WITH
€ro OTCYTCTBUE TOXE MOTYT IPUBECTU K aBAPUU.

BopoHKH pa3HOOOpa3HBI MO CBOEMY YCTPOWCTBY M Ha3HAYEHHIO.

[ mepenuBaHHUSA KUAKOCTEH W (UIBTPOBaHUS NPU aTMOC(EpPHOM JaBIe-
HHUM TPUMEHSAIOTCS KOHHYEeCKHe XMMUYeckue BOPOHKH. OHM H300pakeHBI
Ha puc. 6, Ha ITOM e PHCYHKE ITOKa3aHO M3TOTOBIEHHE CKJIAI4aToro QuibTpa
W3 KpyXKa QUIbTpoBalIbHOW Oymaru. M3-3a Hamuuus ckianok Oymara He TpH-
JleraeT IUIOTHO K ITOBEPXHOCTH BOPOHKH, YTO W oOecreunBaeT 3ddexTuBHOE
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Puc. 6. MpocTble xmmmuyeckme BOPOHKM (1), mpoLeaypa M3rotoBneHms cknagyatoro ¢ounbtpa (2)
W rOTOBbIN CKNagyaTbin unbTp (3)

¢unpTpoBanue. Ecnu craBuTCS 3amava OTAENEHHsS HEPACTBOPUMBIX IMpHMeECcel
(ocymmTens u T. M.), MOXHO HCIOJB30BaTh HEOOMBIION KYyCOK BaThl.

Juig oTaeneHUs KPUCTAIUIMYECKUX TPOAYKTOB OOBIYHO NMPUMEHSIOT (HITb-
TpoBaHHE o] BakyyMoM. [Ipu 3TOM MCIONB3yIOT U3roTOBIEHHBIE U3 (apdopa
BOPOHKH C TUIOCKMM JbIpYaThiM AHOM (BopoHKH BroxHepa), a Takke BOPOHKH
CO BIUIABJICHHOW MJIACTHHKON W3 mopuctoro crekia (Boponku Iorra).

KanenbHubie BopoHKHU (puc. 7) HCIONB3YIOTCS AN NPUIHBAHHS JKUIAKOCTH
K pEakIHOHHOH CMECH M TPEACTaBIAIOT COOOW HMIMHIPHYECKHE WM KOHH-
YecKue eMKOCTH ¢ My(Toil CBepxy, a Takke KpaHOM W KepHOM cHH3y. [lepen
paboToli ¢ KaneabHOH BOPOHKOW HITH( CTEKJISHHOTO KpaHa HEOOXOAUMO Cler-
Ka cMa3aTh BaKyyMHOH CMa3koil M 0053aTelIbHO NMPOBEPUTH, HE IPOTEKaeT JIH
KpaH B 3aKpbITOM IOJIOKEHUU. bonee yn1oOHBIMU M YHUBEPCAIBHBIMU SIBIISIOTCS
BOPOHKH ¢ 00B0OAOM (KOMIIEHCATOPOM JaBJICHUs, BHOASHHOW «I0» U KIOCIIE»
KpaHa CTeKJISHHON TpyOKoi).

JeaurejbHble BOPOHKH (PHC. 7) KOHCTPYKTHBHO OTJIHYAIOTCS OT MPOCTBIX
KarelbHBIX BOPOHOK TEM, YTO OOBIYHO MMEIOT KOHUYECKYIO (OpMY U HE MMe-
IOT HIDKHETO KepHa. JTH BOPOHKHU CIYXKAT I pa3felicHUs IBYX HECMEIIU-
BAIOIIUXCS KUIKOCTEH M KOMIUICKTYIOTCS TUIACTHKOBBIMH WIIA CTEKJITHHBIMU
npoOKaMH.

1 2 3 4

Puc. 7. KanenbHble un penuntenbHble BOPOHKN: 1, 2 - npocCTble KanenbHbleé BOPOHKW;
3 - KanenbHasA BOPOHKa C 06BOAOM; 4 - penutenbHasa BOPOHKa



A2. JlabopamopHas xumuyeckas nocyoa u npubopel 014 nposedeHusa cuHmesd. . . 19

Puc. 8. Hacagkn n anoHxn: 1 — gByporaa Hacagka; 2 - Hacagka Biopua; 3 — Hacagka Knan-
3eHa; 4 — Hacagka [dunHa-Crapka; 5 — anoHxu

Hacanku n anoH:ku. B cuHTeTHUYECKON MPaKTHUKE UCIOIb3YIOTCA CaMble pa3HbIE
[0 KOHCTPYKLHMU HACAAKH — CIAsHHbIC IOJ HY>KHBIMU yIJIaMH TPYOKHU CO IUIHU-
¢damu pasnoro aumametpa (puc. 8). OHH OOBIYHO BCTABISAIOTCS B KOJIOBI U HC-
HOJIB3YIOTCSL JUIA MOHTaXKa JIabOpaTOpHBIX HMPUOOPOB M3 OTHEIBHBIX MPEIMETOB
(k010, XOJOAUIBHUKOB, KaleJbHBIX BOPOHOK, TEPMOMETPOB U T. 1.). YIOOHOM
sBisiercss Hacaaka JIuna—Crapka (4), B OCHOBHOM HCIONB3yeMasi MpU MpOBe-
JCHUU peaKkiu decudpamayui’. KepH BCTABIETCS B KoJOy, B My(Ty >Ke BCTaB-
JISIIOT OOpaTHBIN XOJONWIBHUK. B Koi0e KUMHUT pacTBOp BEIIECTBAa B OpraHUYe-
CKOM pacTBOpHUTENEe, HanpuMep B OCH30J€, U MPU OTLICIUIEHUH BOIBI U3 KOJOBI
OTIOHSIETCS a3€0TPOIHAs CMECh BOAAa—0CH30J1, KOTOpasi KOHICHCUPYETCs, MONaaaeT
B MPUEMHYIO €MKOCTh HACaJKU U pacciiauBaeTcs B Hell. Boma cimBaercs uepes
KpaH. AJIOHAKAMHU Ha3bIBAaIOT CIEUMaIbHbIC U30THYThIE HACAIKU, IpeAHa3HauCH-
HBIE JUIsI COCOUHEHUS MPSMBIX XOJNOJWIBHUKOB C IMPUEMHBIMU KOJIOAMH.

OcymuTesbHble (XJIOpKaJblueBbie) TPYOKH (puc. 9) HCHIOAB3YIOTCS IS
OCYIIKH Ta30B. XJIOpPKaJbIKeBas TPyOKa CONCPKHUT MOTIOIIAIOIee BOLY Belle-
CTBO, yarie Bcero rpanynupoBanubiii CaCl, (orciona u Hassanme). Ha puc. 9
M300paXkeHbl [[Ba OCHOBHBIX THIIAa TaKUX TPYOOK: MpeAHAa3HAYCHHAs MJIs W30-
Jasinid npubopa oT BoAsHBIX mapoB (1) (yepe3 Hee BBIPaBHHBAECTCS C aTMOC-
(bepHBIM [aBieHHe B MPUOOpPE, COAEPXKAIIeM TyBCTBUTEIBHBIC K BiAre BO3oyXa
BEIIECTBA) M MPEIHA3HAYEHHAS IS OCYIIKU MOTOKA ra3oB (2) (MHOIIa BO3HUKAET
U Takas HeoOXOAMMOCTh, Hampumep mnoiaydenue cyxux CO,, HCI). TIpu npo-
BCJICHUHM CHHTE30B XJIOPKaJbI[HEBbIC TPYOKH OOBIYHO BCTABISIOT B OOpaTHBIC
XOJOAMILHUKU. [Ipy 5TOM HEOOXOMUMO BHHUMATEIBHO CIIEAUTH 32 TOKOM BOJIBI:
OpH €ro MpeKpamieHud Mapbl PaCTBOPHTEINsS JOCTUTAIOT TPYOKH, WX KOHICH-
calMs MOXET NPUBECTH K 00pa30BaHHMIO MPOOKH, POCTY AaBJIEHUS B IPUOO-
pe W, Kak CJeACTBHE, K B3pbiByl. I10 3TOii ke MpHUYMHE HENb3s MCIOJb30BaTh
«CTapbie» XJIOpPKaIblUEBbIE TPYOKH, B KOTOPBIX OCYIIUTENb JUIUTEILHOE BPEMSI
HAXOIMJICA HA OTKPBITOM BO3IyXeZ.

1 OcobeHHo omacHB MMATHIIOBHIN >pup U TeTparuapodypan, obpasyromme conspatel ¢ CaCl,

W BBI3BIBAIOIUE HEMEJUICHHOE «3a0HMBaHME» XJIOPKaNbIHMEBOH TpyOKH IpH HONagaHUH
B Hee HapoB.

IIpuctynas x cbopke mpubopa, ciexyeT yOSAUThCS B TOM, YTO XJOpKaJbIMeBas TPyOKa
MIPOITyCKAaeT BO3MyX.
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Barta

paHynupoBaHHbIN

ocywmTenb
Puc. 9. OcywntenbHble TpyOkn: 1 — xnopkanbumeBaa Tpybka C OAHMM LIapOM, NCNONb-
3yemas npu neperoHke ¢ MPAMbIM XONOAWIbHUKOM; 2 — XNopKanbLuesaa Tpybka ¢ ogHUM
WapoM 1 WINPOBaHHbIM KEPHOM, yCTaHaBNMBaeMasa Ha Bbixofie 00paTHOro XONOoAWIbHIKA;
3 - U-ob6pa3zHan Tpybka (06bIYHO MCMONb3yeTca ANA OCYLKN NOTOKa rasa)

®dapgoposas nmocyna (puc. 10) Taxke MHUPOKO UCHOIL3YETCS B JIaOOPATOPHUH.
OT CTeKJISIHHOW OHA OTIMYAETCS OONBIICH MPOYHOCTHIO U TEPMOCTOUKOCTHIO —
Tak, B (apHopoBEHIX CTakaHaX M KPYKKaX MOXXHO TOTOBHTH XPOMIIHK, pac-
TBOPSTH B BOJE CEPHYIO KHCIOTY W IIenodd. /[ BeImapuBaHUS HETOPIOYHX
BOJIHBIX PacTBOPOB HA OTKPHITOM ILIAMEHH HCIIONB3YIOT (papdopoBbie YALIKH,
IUIs TIPOKAJIMBAHMs BEIECTB (HampuMep, OoCylMTelei) — 0Kebl. Hakowerr,
JUISL U3MENTBYEHUs Pa3IMYHbIX COEAMHEHUI UCnonb3yioT GapdopoBbie CTYNKHU.
Jns GpunsTpoBaHUS HCIONB3YIOT BOPOHKH BIOXHEpa pa3iImyHOro AuameTpa.

1 2 3 4

Puc. 10. ®apdopoBaa nocypa: 1 — cTakaH; 2 — yawka AnA BbiNapuBaHua; 3 — OIOKC;
4 - cTynka C necTmkom; 5 — BOpoHKa bioxHepa

Mepuast mocyaa (puc. 11) mcmonb3yercs IpH ONpPelelcHHM 00beMa KUIKO-
CTeil: mpu oTOOpEe HYXHBIX 00BEMOB KHIKHX PEareHTOB MUCHOIB3YIOT MUMETKH
Y MepHble HUJIMHAPBI; IIPH PUTOTOBICHUN PACTBOPOB M3BECTHOI KOHIICHTpA-
VU — MepPHbIE KOJIOBI.

TepMoMeTpbI HCIOJB3YIOT I U3MEPEHUS TEMIIEPATYPhl B PA3JIMYHBIX HH-
TepBanax. CTaHIAPTHBIMY SIBJISIIOTCS 7Tab0OpaTOpHBIE PTYTHBIE TEPMOMETPHI
co mkamoi —5...250 °C kak cuaGxennsie kepuom (HIII 14), tak u 6e3 Hero.
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Puc. 11. MepHana nocyga: nuneTtku (1) 1 rpylua ¢ KnanaHamu ana Ux 3anonHeHus (2); mep-
HbIA yunnHap (3) u mepHaa konba (4)

Jiss u3MepeHusi OTpULATETIbHBIX TEMIIepaTyp HCIIONIB3YIOT CIIMPTOBBIE TEPMO-
METPBI WIH 3JIEKTPOHHBIE yCTPOWCTBA.

C moMoIpi0 MAHOMETPOB M3MEPSIOT JaBicHUs. B opraHn4eckoM MpakTHKyMe
B OCHOBHOM HCITIOJIB3YIOT PTYTHBI€ MaHOMETPHI IS U3MEPEHHS ITOHMKEHHOTO
napnennst (0-150 MM pT. CT.) — W 3Ta mpoleaypa ABISETCS abCOIIOTHO HEO0O-
XOIMMOM TIpH MPOBEACHUU IEPETOHKH B BaKyyMe.

A2.2.  [lpyzoe na6opamopHoe o6opydoeaHue

Juist 3akperuieHust Koib M IPyrux dacTei 1abopaTOpHBIX MPHUOOPOB UCHOIB3YIOT
CTaJIbHbIC IITATHBBI, CHaOkaeMble HAOOPOM «JIAMOK» C PAa3HBIM JUAMETPOM
3axBara, a TAKXKe KOJbIAMHU Pa3HOTO auaMeTpa (B HUX BCTABISIOT JCTHUTEINh-
HbIe BOPOHKH, Ha HHUX KJIaJyT acOeCTOBBIE CETKH, 4epe3 KOTOPbIe HArpeBalOT
mpuOOPHI C TTOMOIIBIO TAa30BBIX TOPENOK).

BakHyto TpyIy COCTaBJISIOT Pa3iMYHbIE YCTPOWCTBA IS MEepeMEIIUBaHUS
peakuoHHBIX cMmecedt (puc. 12). D10 MexaHHYecKHe MemIaJku (3IEKTpo-
MOTOpBI, CHaO)KEHHbIC MPHUCIOCOONICHUEM Uil KpEIUICHHs] Ha IITaTUBax U pe-
TYIATOPOM 0OOpPOTOB) M MATHHTHBIE Memaaku (OHM BecbMa YmOOHBI, €CIH
HET HEOOXOJUMOCTH B TEPEMEUIMBAHMHM OYCHb BI3KHX XXHIKOCTEH, a TakKKe
6onpmx 00beMoB). TIpy MCONB30BAHUH MArHUTHBIX MEMIANOK B PEAKIIHOHHYTO
KOOy MOMEIAIOT AKOPh — MOCTOSHHBII MarHuT B 00on0uke U3 TeduoHal umu
nonunponuieHa. be3ycioBHO HEOOXOMUMBIMH B COBPEMEHHOI J1abopaTopuu
SIBIISIFOTCSL poTopHble ucnaputeau (puc. 12) — yerpoiictsa, nmpeaHa3HadyeHHBIC

! Aurnuiickas a66pesuarypa — PTFE.
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Puc. 12. MexaHnyeckas MeLlanka ¢ BasioM U KpbinaTkol (1); MarHUTHble mewanku 6e3 Ha-
rpeBaHus (2) n ¢ HarpeBaHneMm (3); POTOPHbBIV UCNapuTesb B KoMmyekTe ¢ 6aHen (4)

JUISE OTTOHKH M TIEPETOHKH PACTBOPHUTENCH M3 KPYIIOAOHHBIX M TPYLICBHIHBIX
OIHOTOPJBIX KOO pasmudHoi eMKOCTH. OTrOHKa PacTBOPUTENS OCYIIECTBIISETCS
[PH BPAIEHUH KOJIOBI — IMOCTOSHHOM MEPEMEIINBAHNH, 38 CUET Yero JOCTHra-
€TCsl pAaBHOMEPHOE KUIICHHWE U MOCTOSHHBIN MOTOK KOHJIEHCATA, YIaBIUBAEMOTO
3G GEKTUBHBIM XOJIOAUIBHUKOM, TAKKe SBISIONUMCS YacThIO POTOPHOTO HCIIa-
putens. OTrOHKY pacTBOPHUTEINS Ha POTOPHOM HCIAPUTENIE MOXHO IPOBOAUTH
npu aTMOC(EPHOM [ABJICHHH, OJHAKO KOHCTPYKIIHMS MPUOOpa MO3BOJISIET 3TO
JieNlaTh MOJI YMEHBIICHHBIM JIaBJICHUEM — B pe3ylibTare, He MeperpeBas Belle-
CTBO (MCIIONB3YS BOAAHYIO OaHI0), MOKHO KOHIIEHTPHPOBATH PACTBOPHI B BOIE,
CHHpTE, TONyoJe W T. II.

s HarpeBaHUs BEIIECTB U MX PACTBOPOB OOBIYHO HCHONB3YIOT IEKTPO-
IUVINTKH € 3aKPBITONl CHUPAJBIO WM KOJOOHArpeBaTeH.

s ompeneneHus MacChl peareHTOB M IMPOAYKTOB CIIyXar JabopaTopHbIe
BeChI PAa3INYHON CTENEHU TOYHOCTU. B OCHOBHOM HCIOJB3YIOTCS OIHOYAIICY-
HBIE 3JIEKTPOHHBIE BECHI C MOTPEIIHOCThIO ompenenenus maccsl ~0.01 1.

A2.3. C6opka npubopoe ona nposedeHus cuHmesa

BecpMa OTBETCTBEHHOH omnepanueld NMpu MPOBEICHUM CHHTE3a OPraHUYECKHX
COEIMHEHNH sBisgeTcs cOopka mMprOOpOB, MPEAHA3HAYCHHBIX IS MPOBEACHUS
pEaKIyii, BBIJEIEHUS W OYNCTKH KOHEYHBIX MPOTYKTOB.

[lepen TeM Kak MPUCTYNHUTH K COOpKe MpuOOpa, HEOOXOMUMO MOATOTOBHUTHCS
K BBIIOMTHEHUIO 3TOH paboOTHI B IIENIOM, T. €.

¢ BHHUMATCIBHO O3HAKOMUTHCA C MCTOHHKOﬁ CHHTE3a U YETKO €€ 3HaTh,

* COCTaBUTH MOAPOOHBIN MJIAaH CHHTE3a C YYETOM BCEX NMPEACTOSIINX MaHH-
OyIAuuii — oT cOOpKH Mpudopa IS MPOBEACHUS PEAaKLUHU 10 B3BCIINBAHHUS
€MKOCTH C OYMUIIEHHBIM NPOAYKTOM CHUHTE3a,
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¢ OTHaBaThb cebc OTYST O BO3MOXKHBIX HMCTOYHHMKAX OMNACHOCTH H npuinHax
BO3HHUKHOBCHUA aBapHﬁHLIX CI/ITyaI_[I/II\/'I, npeaAcTaBJIATh cebe MCPBI IO UX
npeaOTBpAlICHUIO U OBITH TOTOBBEIM HEMEJICHHO UM CJICI0BAaTh,

* IIPUTOTOBHUTH BCIO HEOOXOOMMYIO TIOCYAYy M PEAareHThl, YOSAUTHCSA B TOM,
4YTO IOCYJA YUCTas U cyXas.

JlaGoparopHbie PUOOPHI )i MPOBEJICHUSI CHHTE30B B OCHOBHOM COOHPAIOTCS
U3 OTHENBbHBIX CTEKISHHBIX MIIU(pOBaHHBIX yacTed. [Ipm momydenmu Habopa
MOCYABI B MEPBYIO Odepenb HEOOXOAUMO YOEOUTHCS B TOM, YTO OHA HE MMeEET
MEXaHMYECKUX IMOBPEKICHUN (TPELUH, «3BE3I0YEK»), YTO HUIU(BI XOPOIIO
HOIXOIAT APYT K IIPYTY.

nuds1, KOTOpEIE B Mpolecce CUHTe3a OyAyT HCIBITHIBATH CEPHE3HBIC Mepe-
majgbl TeMIEepaTyphbl, a Takke Bce HJIHG(BI B YyCTAHOBKe, MpeIHA3HAYEH-
HOH JJis1 paGoThl MOJ BAKYYMOM, CJIEIAyeT CMa3bIBaTh JKECTKOW BaKyyMHOMU
cMa3koi. CMa3Ky cienyeT HaHOCHUTH B Pa3yMHBIX KOMHWYECTBaxX BO M30exkaHUE
3arps3HEHHs] €10 PEaKIMOHHOW CMECH WU TOJy4YeHHOro mpoaykra. Oosi3a-
TeJbHO CIeyeT cMa3bIBaTh KpaHbl. ECiIM BRI MOTy4YWIN MpHOOp C HecMa3aH-
HBIMH KpaHaMH M OHHU OT JIETKOTO Ha)XaTHi HE MOBOPAYMBAIOTCSA, HU B KOEM
CIyyae He MBITalTeCh CHeNaTh 3TO C CHJIOH. DTO CHpaBeAIMBO M IS T000-
ro ApPyroro miau(oOBOTO0 COCAMHEHHUS. €CJIIH OHO IO KaKUM-ITHOO MpHYIHHAM
He pasOupaercs (HIH(BI «3aello»), CHJIY HH B KOEM cJydyae MPUJIArarh
HeJb3sl — HEOOXOIMMO OOPATHTHCSA K MPENoJaBaTeNio Wi Ja0OpaHTy.

IIpu cOopke mpuboOpa MPUXOJUTCS HAJEBaTh Ha CTCKJISHHBIC KOJMBKU» PE3U-
HOBBIC TPYOKH. [l CHUKCHUS TPEHHSI pEKOMEHAYETCs ClIerkKa CMOUYUTEH TPYOKy
BOJOH WJIM DIHIICPUHOM. Pe3MHOBBIE MIIAHTH HAACBAIOTCS Ha XOJIOOMIBHUKU
nepea cOoOpkoil mpudopa — HM B KOeM cjy4ae He HajJeBaiiTe NLJIAHTH Ha
XOJIOMMJILHUK, SIBJISIONIUICH YacThI0 yiKe cCOOpaHHOH KoHcTpykuuu! MHave
BBl MOJKETE CJIOMaTh XOJONWJIBHUK WIH IIIU( PEaKIHOHHON KOJIOHI

IToaroTOBUB OTHAENBHBIC YaCTU OymylIero npubopa, BEIOMPAIOT MOIXOMSIIIHHA
MO BBICOTE U MACCHBHOCTH OCHOBaHUs mITatuB (MpubOp JOMKEH OBITH yCTOM-
YuBbIM!) M MeTalTHYeCKue JANKH sl KperuleHus yacteil mpubopa. ITomuuTe
0 TOM, YTO HETOCPEACTBEHHBIH KOHTAKT MEXAY METAJUIOM JIAlOK U CTEKIOM
HEOMyCTUM — HEOOXOMMMO MPOKJIAIBIBATE MEXKTy HUMH KyCKH pe3uHbI (B He-
KOTOPBIX JIalIKaX TaKHe MPOKJIAAKH, PE3UHOBBIC MIIN KOPKOBBIE, MIPEIYCMOTPEHBI
KOHCTPYKIHEH).

HarpesarenbHbie MpHOOPHI (IEKTPOILTMTKH, KOIOOHATPEBATEIH, BOASHbBIC U Mac-
JsiHBIe OaHH), a TAKKE OXJIaXKIAroN[He OaHH TOJDKHBI IPH HEOOXOAUMOCTH JIETKO
youparbcst 6e3 meMoHTaxa mpudopa. [Ipu npoBeneHr CHHTE30B C MCITOIB30BaHU-
€M MEXaHHYECKHX MEUIANIOK PEKOMEHIYETCs] HCIOIb30BaTh MOJHEMHBIC CTOIUKH,
MO3BOJIAIOIIKE OBICTPO yOpaTh HarpeBaTelbHBIA 3JIEMEHT U3-TIoJ Mpubopa.

KonGwr B mankax kpensitcs moa odpeszom muda. [locie 3akpemnyieHns 0CHOB-
HOH KOJIOBI B €€ NUIH(BI BCTABISIOT OCTallbHBIC YacTH MpubOOpa, KOTOphIE TPH
HEOOXOIMMOCTH TaKKe Kpemarcs nankamu. [lo okoHUanuu cOopkm mpudopa
MyCKaeTcss TOK BOABI (He CHIBHO! TONBKO At OOECTICUCHUS OXJIaKICHUS)
M OCTOPOXKHO (TIPM KCIIONB30BAHUH MEXaHHUYECKON MeEIIajKh — 06A3aTelibHO
NpUAep:KUBasi PYKOil ee BaJI) BKIIOYAETCS JJIEKTpPONMTAHME. MexaHudecKas
MeIIajgKa I0JDKHA CBOOOMHO BpamlaThes, HE 3a7eBas CTEKISIHHBIC YacTH MpuOopa
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Puc. 13. MNpubopbl Ana npoBefeHnsa peakuyun: 1 — AnA CMHTe3a C MeXaHUYECKM NepemMelln-
BaHVEM, BO3MOXXHOCTbIO NMPrbaBReHna peareHTa U KANAYEHWA peakLUOHHOM cmecn (Kpenutca
Ha OAHOM LITaTMBE); 2 — ANIA CUHTE3a Ha MAarHUTHOWN MeLLasike C BO3MOXHOCTbIO J06aBneHna
peareHTa 1 OTFOHKM MPOAYKTa B Mpouecce peakuumn (MOHTUPYeTCA Ha ABYX LUTaTMBaXx).

BHUMAHMUE! NTankn wTaTBOB 1306paKeHbl YepHbIMU MPAMOYrofibHMKaMM, 6aHA — Kak
npo3payHas emMKoCTb

(3atBOp, KONIOY, TepMOMETP). 3aTEM HEOOXOIMMO OCMOTPETH BCE NUITH(OBAHHBIE
coeluHeHMs, YOeAuTbCcd B OTCYTCTBHM B COOPaHHOM NpuUOOpe HamnpsKEHU,
MOTYIIMX MPHBECTH K MOJIOMKE MpuOOpa yxe B mpolecce cuHTe3a. M Tonpko
[OCJIe 3TOT0 MOXKHO TOMENIaTh B COOpaHHbBIN MpubOp peareHThI (dIEKTPOITH-
TaHWE MEIIANKH B 3TOT MOMEHT CIEJYET OTKJIIOYHUTD).

Ha puc. 13 n300pakeHbl OTHOCUTEIBHO CJIOKHBIC MPUOOPHI — OYCHb MHOTHE
U3 OMHCAHHBIX B JAHHOM MTOCOOMH CHHTE30B OyIyT MMETh CYIISCTBEHHO Oojice
MIPOCTOE «amIapaTHoe OQOpMIIEHHE» — HAIpUMeEp, CTOSIINH B OXJIaXJaIoUIe
0aHe Ha MarHUTHOW MEINAJIKE CTAaKaH WU K€ KPYIJIOJOHHAs Koj0a ¢ 0OpaTHBIM
XOJIOMWILHUKOM, HarpeBaeMas Ha JJICKTPHUYECKON ILTUTKE.

B pa3n. A3 OyayT paccMOTpeHBI OCHOBHBIE JabopaTopHble onepannu. KoH-
KpETHBIC MPUOOPHI, HEOOXOAMMBIE I MX MPOBEICHUS, ONMUCAHBI B COOTBET-
CTBYIOIUX ITOApa3/eliax.

A2.4.  Meimee u cywika nabopamopHoii nocyosl

XuMuyeckas mocyja IoJDkHa OBITh cyxod m umctoil. Heobxommmo TBepo
YCBOUTH. I'PA3HYI0 IOCYAY CJeAyeT MBITh cpa3y Ke I0c/ie OKOHYAHHUS pa-
0oTbl. KpaiiHe HexxenaTenbHO OCTABIATH IPSI3HBIMU KaIlENbHBIE U JEIUTENbHbIE
BOPOHKH, TaK KaK UX KPaHbl MOXET «3aKIUHUTH».
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IMpexae 4eM HAyaTh MBIThE, THIATEIBHO YAATUTE OCTATKH CMAa3KH CO IIUIH-
(GOB U KPaHOB C MOMOIIBIO BAaThl, CMOYCHHOW MOJXOMSAIIAM PACTBOPUTEIIEM.
OOBIYHO IS 3TOTO KCMOIB3YIOT ximopodopm umu CH,Cl,. ITH pacTBopuTeE H
SINOBUTBI H Pa3IpaxaloT KoKy PyK (0CO0EHHO BJIA:KHYIO), IIOITOMY CJIENyeT
M0JIb30BATHCSl MUHIETOM M padoTaTh MojA TAroi. TpaJuiHOHHO WHOT/A HC-
MOJB3YIOT MEHEE TOKCHYHBIN (HpP, OJJHAKO OH JIETYY U JIETKO BOCILIAMEHSETCS.
BakyymHasi cMa3ka He pacTBoOpsieTcsi B aneToHe!

CreknsHHas TOCyJa CUMTAETCS YMCTOW, €CIM BOJa Ha e€e CTeHKaxX He 00-
pasyeT OTAETbHBIX Karelb, a OCTaBJISACT PAaBHOMEPHYIO TOHKYIO IUICHKY HWIIH
MOJHOCTBIO CTEeKaeT (MOBEACHUE BOJBI OMPENENACTCS THIIOM CTEKIa). Y IalsiTh
3arpsi3HEHUS CO CTEHOK COCYJIOB MOKHO Pa3IMYHBIMH METOJaMHU: MEXaHUYECKHU-
MH, HU3MYECKUMH, XUMHYECKHUMH U T. 1. Eciu XuMmuueckas mocyaa He 3arpsis-
HEHa CMOJIAaMH, XKHPaMH U JPYTMMH HE PAaCTBOPSIOLIMMUCS B BOJE BELICCTBAMH,
TO €€ MOXHO MBITh TEIJIOW BOAOH, MPUMEHSS INETKH, €PUIMKA M Pa3In4HbIC
MOIOIIME cpeAcTBa (COMy, CTHPATBHBIN MOPOIIOK, XUAKHE NETEPreHTHI).

Jns yaaneHdss w3 MOCYAbl HEPACTBOPUMBIX B BOJE OPraHHYECKUX BEIECTB
4acTO MOJIb3YIOTCS OPraHMYECKUMHU PacTBOPUTEIAMH. DPPEKTHUBHO HCMOIb-
30BaHue xiaopopopma. CMOTHCTBIC 3arpsA3HEHHS XOPOIIO YAAISIOTCS TOPSYUM
auMeTuinGopMaMuIoM. 3arps3HEHHbIE OPTaHUYECKHE PACTBOPHUTENH CIEAYET
cobuparh B CICIHATbHBIC CKISHKH.

JJiss OYMCTKU MOCYIbl XUMHYECKHMH METOJAMHU Yalle BCEro MPUMEHSIOT
XPOMOBYIO CMECH, MEPMAHraHaT Kajuusl, CMECh COJSHOM KUCIOTHI M MEPOKCH-
la BOJIOPOJa®, MUHEPAJIBHBIE KMCIOTBl U MX PACTBOPBI, CIUPTOBBIE PACTBOPHI
mesoueii’. XpoMoBas cMech ABJISETCS CUIIBHBIM OKHCIHTENEM U UCIIONb3YETCS
JUTSL MBIThSI TIOCY/IBI, 3aTPSI3HEHHONH OTHOCHTENBHO HEOOJIBIIMMHU KOTHYECTBAMHU
BEIECTB, HEPACTBOPUMBIX B BOJE U JOCTYMHBIX OPTaHUYCCKUX PACTBOPUTEIISX.
IIpu paGore ¢ XpomMoOBOil cMechbl0 cjeayeT COOIIOAATH 0COOYI0 OCTOPOXK-
HOCTh, TAK KAK OHA pa3belaeT KOXKY, NMoBpexaaer oaexay. Kpome Toro,
coequnennsi xpoma(V1) simoBUTHL.

Jlnst IpUrOTOBIICHHUST XPOMOBON CMeCH OepyT KOHIICHTPHUPOBAHHYIO CEPHYIO
kucinory u gobasisior 5% (macc.) Toukousmensuennoro K,Cr,0,. Jlns obGe-
criedeHus: OoJiee OBICTPOrO PACTBOPEHUS MOXKHO Iiepes T00aBICeHUEM CEepHOMU
kucnotel cycnenauposars K,Cr,0; B MUHHMAIbHOM KOJHYECTBE BOABI. IIpHro-
TOBJICHHE PACTBOpa MPOBOJST MU MepeMenInBanuu, B GpaphopoBoil mocyme.
ITepen MBIThEM XPOMOBOW CMECHIO MOCYAY OMOJACKHBAIOT BOJOM, 3aTeM Ha-
JUBAOT 10 2/3 0ob6beMa cocyma XpOMOBYH) CMECh M CMAadHBAaIOT €0 CTCHKH.
Uepe3 HEKOTOpoe BpeMsi BCIO CMECh CIMBAIOT OOpaTHO B COCYHA, B KOTOPOM
OHAa XPaHHUTCS, IPOMBIBAIOT TMOCYAY TEIUIOW BOJOH. Mcnonbp30BaHre XPOMOBO
CMecH B J1abOpaToOpuy OPraHUYECKOTO CHHTE3a HE OYeHb A(PPEKTUBHO — CMECh
ObICTpO mOpTUTCS. [IpU3HAKOM €€ HEMPUTOAHOCTH U MBIThSI CIYXKHT H3-
MEHEHHE I[BETa OT TEMHO-OPaH)XEBOTO 10 TeMHO-3eJeHoro. Ecim B cMecu

Hcnonp3yeTcs UIs MBITBSL AYPHO NMaXHYIIUX COEJUHEHHMH — THONOB, poc)UHOB M T. .
IIpomyKTEl OKMCIICHHS STHX COEIWHEHHWH CHIIFHOTO HENPHATHOTO 3alaxa He MMEIOT.

B »T0i1 cMecu HenpepBIBHO 00pa3yloTCsl paguKaibl — OKHcauTe M. CMech MOXKHO HMCITOJb-
30BaTh TOJBKO B BBEITSDKHOM MIKady: BeIIenseTcs Xiop!

Ocropoxno! Onacrocts oxoral bepeus rnasal
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HAKATUIMBASTCsl MHOTO BOJbI, €¢ 3((hEeKTUBHOCTh pe3ko mamaeT (Takas cMech
MMeeT OpaHXEBBIH I[BET, HA JHE €MKOCTH M HMHOTJa Ha IOBEpXHOCTH oOpa-
3yeTcs KPacHbIi KPUCTATIMYCCKUI 0CamoK).

B HacTosimee BpeMs B XMMHYECKUX JIaDOpaTOpUSAX AJISI MBIThS HOCYABI
BMECTO XPOMOBOW CMECH HCIOJB3YIOT PACTBOP ILIENOYM B H3O0MPONAHOINE
(morpy»asi B HEro mocyay Ha HECKONbKO YacoB). OTKa3 OT HIMPOKOTO UCMOIb-
30BaHMS XpPOMOBOW CMECH OOYCIIOBJIIEH T€M, YTO COEJAWHEHHS XpPOMa SIOBHTEI
(a xpoma(lV) KaHUEpPOTeHHBI) U 3arPSI3HSAIOT OKPYKAIOLIYIO CPEay.

[Nocrne mpompIBaHMS YUCTON BOZOW MOCY/TY CIIEAyeT XOPOLIO BBICYIIUTH. [ ObI-
CTPOM CYIIKH YUCTYIO IOCYIy OINOJACKHBAIOT alETOHOM M CyIIAT ¢ IOMOIIBIO
CTPYH TEIUIOrO BO3AyXa Ha CHEHHATbHON CYIIWIKE WM B CYIIMJIBHOM IIKaQy.

IIpu mpoBeneHUU CHHTE30B B OPraHMYECKOM IMPAKTUKYME B HCIIOJIb30BaHUU
JUCTUIUIMPOBAHHON BOJBI, KaK IPaBHIIO, HET HEOOXOIUMOCTH.

A3. OCHOBHbBIE JIABOPATOPHBIE ONMEPALIUU

A3.1. Nposedenue cunmesa u nepeuyHas o6pabomka peaKyuoHHbIX cMeceli

[IpoBenenne cuHTe3a M 00pabOTKa PEaKIMOHHON CMeCH — KIIOYEBBIE CTa-
JUY, ONpelesoUIe BBIXOJ M YUCTOTy Hmpoaykra. IIpucTtynas k mpoBeeHHUIO
CHHTE3a, HEOOXOINMO MMETh YEeTKOEe NPEACTaBICHHE O MPOTEKaHUH NEJIeBOU
U TOOOYHBIX peakiMi, HAOMIONAIOIIUXCS MPH ITOM SIBICHHSAX (HarpeBaHue —
OXJTaXKJICHHE, BBIIEICHUE Ta30B U T. 1.). CHHTE3 cieayeT IUIAHUPOBATh C YIETOM
NpPaBUJ TeXHUKH 0€30MaCHOCTH.

* Ilpu mpoBeneHUM peakLMM MPU HArPEBAaHUU CIEAYET MPelyCMOTPETh BO3-
MOXKHOCTB OBICTPOTO (B TEUCHHE HECKONBKHX CEKYHJ) e¢ MpeKpalleHus.
Jug sToit menu ang UKCAlMM HAarpeBaTeNbHBIX JIEMEHTOB YIOOHO HC-
MO0JIb30BaTh MOJBEMHBIC CTOIUKU.

e Jlpu npoBeAcHUU SK30TEPMUYHON PEAKLHUU CIEAYET NMPEAyCMOTPETh BO3-
MOXHOCTH OBICTPOTO U 3(P(PEKTHBHOTO OXJIAKIAEHHSI PEAKIMOHHOH CMECH
C MOMOIIBIO OXJaXxjaaromield OaHu 0e3 JeMOHTaka MpHuoopa.

e Peakuun npu nepeMenIMBaHWU HA MATHUTHOW MEIIAJIKE MPOBOJATCS B KO-
0ax M CTakaHaX U3 TEPMOCTOMKOIO CTEKJA C JOCTATOYHO TOJCTBIMH CTEH-
KaMH TPH MUHUMAJIBHBIX 3((GEKTUBHBIX 000poTax Menraaku (yMeHbIIas
W3BECTHBIN PHCK pa30buTh KOOy sikopem). B 1r060M ciydae mepen 3arpys-
KOif pacTBOpHTENCH U PeareHTOB HEOOXOMUMO YOSAUTHCSA B TOM, YTO SKOPb
MeMIajgKh ycToiunBo (0e3 «OueHuit») Bpamaercs B mycroi konbe. Hean3s
opocarh SIKOpb B K0JI0Y, y’Ke 3aKpeIIeHHYI0 Ha/l MATHUTHOI MelnaJi-
Koii! SIkopb akKyparHO, N0 CTEHKE MOMEIIAI0T B HAKIOHEHHYIO KOOy —
¥ TOJILKO IIOTOM 3aKpEIUISIOT €€ HaJ MarHUTHOI Memankoil. Mexay THOM
KOJIObI M MelaJIKoii 10J/:KeH ObITh 3a30p!

e PeareHThl BHOCATCS B CICAYIOIIEM MOPSAKE. CHadana B KOJIOy MOMENaloT
pactBopuTeab (HEOOBIIYIO YaCTh WM MPAKTHYECKH BECH), 3aTEM — PEArcHT
(v ocTarkaMu PacTBOPHTENSI CMBIBAIOT €r0 M3 CTaKaHa IS B3BELIMBAHHS
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< AproH

/ KanenbHas BOPOHKa
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O6paTHbIit /

XOnogunbHUK

1 Tpexropnas
] KpYrnogoHHas

Bans kon6a

Axkopb

MarHuTtHas

MeLlianka \

) O 1

Puc. 14. MNpubop Ans NpoBefeHna CMHTe3a B MHEPTHON atMocdepe nNpu OXaKAeHUUN C KOH-
Tponem TemnepaTtypbl

WM U3 MEPHOTo LUIHHIpa). Toabpko MOToM (IpH HEOOXOMUMOCTH) OCTAlb-
HbI€ PEarcHThl MOMELIAIOT B KaleJlbHYK BOPOHKY.

* Ilpu HEOOXOIMMOCTH MPOBENCHHS PEAaKIMK B MHEPTHOW aTMocdepe cHayaaa
3aIIOJHSIOT HHEPTHBIM ra30M MycToi nproop. 3atem nomerator (Obictpo!) pac-
TBOPHUTEIN U PEAreHTHI, POAYBAIOT KOJIOY WHEPTHBIM Ta30M, NPH HEOOXOIH-
MOCTH OXJaxkaas. PeakIHio NpOBOISAT MOJ MHUHUMAalbHBIM, Oy(hepHBIM
M30bITOYHBIM JaBJICHHEM HHEPTHOTO rasza. M30BITOK JaBieHHs CO3JaeTcs
KOPOTKHM (HECKOJIBKO MM) CTOJIOMKOM MHEPTHOM YKHIKOCTH, HATUTON B XKHUI-
KOCTHO# 3aTBOp — MPOMBIBAJIKY Ha BBIXOZE MpUOOpA.

e CuHTE3 MPOBOJAT, TINATEILHO CJEAyS METOAWKE, BBIICPKHUBAS PEKUM
oxJaxaeHus (HarpeBaHus) M CKOPOCThH IMPHOABIEHUS peareHTOB.

Ha puc. 14 u3ob6paxen npubop A MPOBEJCHUS CHHTE3a B HHEPTHOM aTMOC-
(depe pH OXJTAXKIECHUU C KOHTPOJIEM TEMIIEpPaTypHl.

Ilo okOHYaHHWM TPOBEACHUS CHUHTE3a MOJIYyUYCHHYI0 cMech 00pabaThIBaIOT
B CTPOTOM COOTBETCTBHM C MeToaukoi. HambGonee mpocTBIM METOIOM BBIIE-
JICHUS LIEJICBOTO COCIUHEHUS SIBIseTCs (UIbTpoBaHUE. B HEKOTOPHIX ciydasx
yAaeTCs BBIAEIUTh OTHOCHUTEIBHO YUCTBIM MPOAYKT MEPEroHKOU (IeperoHKoi
C mapoM) HEMmOCPENCTBEHHO M3 PEaKIMOHHOH cMecH.

B ocTanpHBIX ciaydyasx MEpPBBIM ATaloM 00paOOTKH PEaKIMOHHBIX cMecel
SBIIICTCS TallleHUE PEAKIOHHOCIIOCOOHBIX PEareHTOB W MHTEPMEANaToB (BOIOH,
pPacTBOpaMH KHCIIOT WJIA OCHOBAHHI), HEWTpaIU3aIns KUCIOTHBIX FJIH MIETOYHBIX
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KaTaJIM3aTopoB, OTACICHHUC HEPACTBOPUMBIX COC)II/IHeHI/Iﬁ q)HHLTpOBaHI/ICM, H3BJIC-
YCHUC NPOAYKTa U3 HeOpFaHquCKOfI nimn BOJIHOf/i (1)33131, €0 KOHLICHTPHUPOBAHHUEC.
HpI/I OTOM B OCHOBHOM HCIIOJB3YETCA IKCTPAKIUSA.

A3.2.  Jkcmpakyusa. Paboma ¢ pacmeopamu eewyecms.
Ocywumenu. Yoanexnue pacmeopumeneli

st pasneneHust OpraHM4eCKUX ¥ HEOPraHUYECKUX COEIUHEHUM, a Takke cMecel op-
TaHWYECKHX BEIIECTB Pa3IMYHON TPHUPOIbI IHPOKO HPUMEHSIOT KCTpaKiio. O0b-
€KTOM JKCTPAKIMH MOKET OBITh KaK CMECh TBEpPABIX BEIIECTB, TaK W KHUIKOCTb.

PaznesieHne H 3KCTPAKINASA KUAKOCTEl

OudeHb BaXXHOH omepanyell, MpuMeHseMol B J1abOpaTOpHON MpaKTHKe, SBISCTCS
OTZAEJICHHE OPTaHNYeCcKoi (a3bsl OT HEOPraHMYECKOW ¢ TMOCIeqyIomeil dKCTpaK-
LUel OpraHMYeCKUX COSAMHEHUH U3 BOAHBIX PACTBOPOB. BONBIIMHCTBO CUHTE-
30B, MPE/ICTABICHHBIX B JaHHOM MOCOOUH, TPOBOJAT B OPraHWYECKUX PacTBOPH-
TeNAX ¢ Mocienyromei o0paboTKON peakIMOHHBIX CMecel BOIOW MM BOAHBIMHU
pacTBOpaMH HEOPraHUYECKUX COJIeH, KUCIOT Uiau ocHoBaHuil. IIpu stom pac-
TBOPAIOTCS. MHOTHE MEIIAONINe OCaJKH MOOOYHBIX NMPOAYKTOB M obecreunBa-
€TCsI ONTHMANIBHOE JUIS BBIJICJICHUS LIEJIeBOTO coenuHeHns 3Hadenne PH. 3atem
B psjie CilIy4aeB NMpHOaBISAIOT HEKOTOPOE KOJMYECTBO OPTaHUYECKOTO pacTBO-
pUTENs, HE CMEIIMBAIOLIETOCs ¢ BOJOM, U MPOBOAAT pa3AciieHUEe OPraHUYeCKOn
1 HeopraHu4yeckod (a3 ¢ HCIOIB30BAHHWEM JENHUTENBHON BOPOHKH.

[lepen HauanoMm paboOThl KpaH AEIUTEIBHON BOPOHKHM CMAa3bIBAIOT BaKyyMHOU
cMa3Koi (HeOONBIIUM KOIHYECTBOM, YTOOBI HE 3arpsi3HATH MPoayKT). Ecimu Bo-
pOHKa MMeeT Te(IIOHOBBIH WIIM MOJHUIIPOINIICHOBBIH KpaH, cMa3ka He Tpedyer-
cs. 3aTeM HaJIMBAaIOT B JIEIUTEIBHYI0 BOPOHKY PAacTBOP U NMpPU HEOOXOIUMOCTH
no6assiroT pacteopurenb (ot 1/5 mo 1/3 o6bema pacTBopa), MPOMBIBAs MpeE-
BapHUTEJILHO 3THM )K€ PACTBOPHTENIEM peakIMOHHYI0 KoJj0y. Cienst, 4ToObl KO-
JMYECTBO KHUIKOCTH B BOPOHKE He mpeBblmano 3/4 ee obbema. JlenurenbHyO
BOPOHKY 3aKpbIBAIOT MPOOKON (JTydullle MOJHIPOMUICHOBON WM MOJHITHICHO-
BOM, He TpeOyrolel cMa3ku) U, QUKCHPYsI OMHON PYKOW TOpIO M BCTABJICHHYIO
B HETo MpoOKy, a IPyroil — KpaH, OCTOPOKHO MEPEBOPAuYUBAIOT BOPOHKY BBEPX
KpPaHOM M OTKPBHIBAIOT KpaH JJIsl BEIPABHUBAHUS JaBJIeHUs. 3aTeM BOPOHKY ci1abo
BCTPSIXUBAIOT, NIEpeBOpaunBas U OTKpbIBasg kpaH. Korna naBieHue mapos opra-
HUYECKOTO PAcTBOPUTENS B BOPOHKE CTAaHET MOCTOSHHBIM, a BBIAEIAIOLIUECS
ra3sl OyIOyT yJaJeHBl, BOPOHKY BCTPAXHUBAIOT Oojiee 3HEPTUYHO. AKKypaTHOE
BCTPSAXHWBAaHUE B TEPBYIO Ouepeab HEOOXOIMMO MpPH MPOBEICHUH PEeaKIuu Hew-
TpaIU3aLUU — HAIPUMEpP, KOIrJa KHUCIbI OpraHUYeCcKUil CI0i MPOMBIBAIOT COJOM.
[Ipn mpoBeneHnn 3TOH MpOIEAYPHI PacTBOP THAPOKApOOHATa HATPHS AOOABISIOT
HEeOOJIBIIMMH MOPLUSAMH, NIEpeMEIINBast COAEPKIMOE ACTUTEIHHON BOPOHKH CTe-
KISHHOM manoukoi. Ilpu sTom HaGmomaercs OypHOE BBIACIEHHE YTIEKHCIOTO
razal [locie mpubaBneHns Bcero pacTBopa ruIpokapOOHaTa HATPUS COAEPIKUMOE
BOPOHKH HECKOJILKO pa3 BCTPSXUBAIOT, IOCTOSHHO CTpaBiUBas (T. €. CITycKas)
M30BITOYHOE /ABJICHUE YTJIEKHUCIIOTO Ta3a BHYTPH BOPOHKH C MOMOIIBIO KpaHa.

Ilo oxoHUaHHWM BCTPSIXMBAHUS NEIUTENbHYIO BOPOHKY BCTaBIISIIOT B YKpe-
IUICHHOE Ha HITATUBE KOJBIO M JAIOT JXUAKOCTH TOJHOCTHIO PACCIOUTHCS.
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IMocne paccioeHus OTKPHIBAKT MPOGKY M aKKYPaTHO Pa3/CisiOT CIIOW: HUX-
HUH CIMBAIOT Yepe3 KpaH, BEPXHHH — depe3 ropio JCTHUTEIbHOW BOPOHKH.

Jlnisi OMHOTO yAalneHWss HEOPraHWYECKHX MpUMeceil opraHuveckyo dasy
MPOMBIBAIOT AHATOTHYHBIM 00pa3oM 2—3 HEOONBIIUMH MOPIUSIMU BOABL. Bo-
nHbIe Qpakiuu OOBEAMHSIIOT U DKCTPATUPYIOT HE CMEIIHBAIOIUMCS C BOAOM
pacTBopuTesneM. B KkauecTBe pacTBOPUTENS IS IKCTPAKIUU HCIOIB3YIOT
JIVSTUIOBBIN 2¢hup, Tekcan, OEH30I, XJIOPUCTHIN MeTHIeH, xjiopodopm u map.
KputeprieMm BBIOOpa pacTBOPHUTENs SBISETCS BBICOKAas PaCTBOPUMOCTH B HEM
MpoyKTa, @ TAKXKe HEBBICOKAs TeMIepaTypa KMIIEHHs, YTO OOIerdaer mociey-
foliee ero ynaneHue. J[is dKCTpakiMK YIIeBOJAOPOIOB U TalOTeHIPOU3BOIHBIX
HCTONB3YIOT TekcaH, OeH30i. TlonsgpHbIe COCIMHEHHUS KCTPATHPYIOT MOJSpP-
HBIMH OpraHu4YecKuMu pactBoputeiasmu — s3¢pupom, CH,Cl,, CHCI; (a3dup
HE PEKOMEHAYETCS IPUMEHATh IS SKCTPAKIIMK KUCIBIX PEAKIIMOHHBIX CMECEi).
DTy npoueaypy NpPOBOIAT HECKOIBKO pa3, IKCTPAKThl OOBEAUHSIOT, MPOMbIBA-
10T HEOOJBIINM KOJMYSCTBOM BOJBI U TONBKO 3aTe€M OOBEIUHSIOT C OCHOBHOIM
OpraHuyeckoi (a3oil.

IMomHuTE, 4TO XJopopranndeckue pacropurenau (CCl,, xaopodopm,
AUXJIOPMETAH U T. I.) TsKeJiee BOABI H 0OLIYHO 00pPa3ylOT HUKHUI CJIOH,
a pacrBopuTesu Jjerde Boabl (3up, 0en3oi, rekcan) — Bepxuuii. Bo3MOXKHBI
U TPOMEXKYTOYHBIC CIIydYaH, KOTJa MIOTHOCTh OPraHHYecKod (a3bl cpaBHHMA
C IUIOTHOCTBIO BOJJHOTO PAcTBOPA; TOTAa HEOOXOMMMO YTOUHSTH, KAKOW U3 JBYX
CIIOCB SIBJSIETCSl BOMHBIM: IS 3TOTO OTOMPAIOT HECKONBKO Kareib OTHOTO U3
CIOEB M JO00ABJIAIOT UX B MpoOHMPKY ¢ Bomoi. IIpu 3TOoM mpoba W3 BOTHOTO
CIIOSL TIOJTHOCTBIO PACTBOPSIETCS B BOJIE.

[Tpu mpoBeqEeHUH SKCTPAKIIMKU HEOOXOJUMO OTHaBaTh cebe OTYET B TOM,
B Kakoil u3 nByx (a3 B 3aBUCHMOCTH OT PH cpembl HAXOAUTCSA B JaHHBIA MO-
MEHT CHHTE3UPyEeMOE€ BEIECTBO; MHOTHE KJIACCHI OPraHUYEeCKHX COCTUHCHUI
MOXKHO OYHMIIATh OT OPraHHYECKUX MpHMeceil MepeBOAOM HX B BOAHYIO (asy.
Tak, kapOOHOBBIC KHCIOTHI BBLACISIOT JCHCTBHEM PAacTBOPOB INENOYEH C Mo-
CIICAYIONIMM TIOJKUCICHHEM IOJNyYSHHBIX BOJHBIX PACTBOPOB KapOOKCHIIATOB.
CB0OOAIHBIC KUCIOTHl BHOBb IKCTPATUPYIOT OPraHUYECKUMH PACTBOPHUTEISMHU.
AHaNOruyHO — MOCJE0BATENbHBIM JCHCTBUEM pacTBOpa CHUIIBHOW HEOpraHu-
YECKON KHCJOTHI M IIEI0YH — BBIJACIAIOT aMUHBI.

IIpu BbIIEIEHNH MPOAYKTA CHHTE3a ¢ HCIOJIb30BAHHEM IKCTPAKIUM CJIeAyeT
coOIIONATh CJeayrollee o0Iee MPABUIIO: 10 3aBeplieHus: cuHTe3a (BbIAeIeHus!
KOHEYHOr0 MPOIYKTA M OINpedesieHHs] ero Macchl U BBIX0A MO CPABHEHHIO
€ YKa3aHHbIM B METOJIMKE) CJIeJYeT COXPAHATH Bce (ha3bl.

OTHOCHUTENBHOE COJACPIKAaHHE BELICCTBA B BOMHOW M OpraHuueckon (azax
OIHCHIBACTCS 3aKOHOM pacIpeieNieHus], COINIACHO KOTOPOMY OTHOIICHHE KOHIICH-
Tpaluil BelecTBa, PACTBOPCHHOIO B JIBYX HECMCIIWBAIONIMXCS M HAXOSIIUX-
csl B PAaBHOBECHM PACTBOpUTENsAX (Hampumep, B Bome W ddupe), NPU TaHHOM
TeMITepaType SBISCTCS BEIUYUHON MOCTOSHHOW M Ha3biBaeTCs K0IDGHUIHEHTOM
pacnpenenenus K:

C, 1 Cp — KOHIIEHTpAIIMX BEUIECTBA, PACTBOPEHHOTO B OOOWX PaCTBOPUTEIISX.
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Okcrpakis BemecTBa dh(HeKTuBHA, ecii KOAPPUIMESHT pacipeaecHus 3Ha-
qUTENBbHO oTiaudaercst ot 1. Jlns BemecTBa ¢ ko GUIIMEHTOM pacrpeneneHus
K < 100 omHOKpaTHOW 3KCTPAKIUU HEAOCTATOYHO — HEOOXOIMMO MpHUOETaTh
K MHOTOKPAaTHOM MOBTOPHOW IKCTPAKIUU YHUCTBHIM PACTBOPHUTEIEM.

OO0benMHEHHBIE OpTaHUYeCKue (a3bl BRICYNINBAIOT, OTACISIIOT OpTraHHWYe-
CKyI0 a3y OT OCYIIHUTENS JACKaHTANHMECH WM (UIBTPOBAHHEM W YHAISIOT
pactBoputesb. OCTaTOK OUMINAIOT NEPEKPUCTAUIM3ALUEH MU IEPErOHKOH,
mosry4asi KOHEYHBIA TPOIYKT.

[Ipu skcTpakuu 4acTo 00pa3yrTCs TPYAHO pPa3leAIOIHEcs 3MYIbCHH.
B sToM cimydae moctaToqHO 3()PEKTUBHBIM SBIACTCS MPOBEACHHE YKCTPAKIIUU
nepeMeniMBanueM (a3 Ha MarHUTHOM Memianke (Hu3KHe 000poThI!) — KaXIyro
MPOLIEYPY MPOBOAST B TEUCHHE JUIMTEILHOTO BPEMEHHU U MOBTOPSIOT HECKOJIBKO
pa3. Ecnu ke npuxoauTcs UCNONb30BaTh JEIUTENbHbIE BOPOHKH, UX CHUJIBHO HE
BCTPSXUBAIOT, & TOJHKO CJIETKa B30JITHIBAIOT KHUAKOCTh. OUEBUIAHO, YTO -
(eKkTUBHAS SKCTPAKIHS MPH 3TOM HE JOCTUTACTCS, U HPOUCAYPY HPHUXOTHTCS
MOBTOPSITh MHOTOKPATHO.

OMyJbCUHM BO3HUKAIOT MO pa3HbIM NpuurHaMm. OJHa U3 MPUYUH — HaJU4He
HUYTOXKHOTO KOJIMYECTBA JIETKOTO OCaJKa WM IMOJIMMEpa, COOMPAFOIIErocs Ha
TpaHUIle paszena cioeB. Jpyroil MpUYHMHON MOXKET OBITH OOJNBIIOE MOBEPXHOCTHOE
HaTsDKEHHE B MECTe pasjliena JBYX >KMJIKOCTeH M, KpOMe TOro, Malloe pas3iinyue
B MX IUIOTHOCTSX. /{51 paspyilieHus 5MylIbCHM B 3aBUCUMOCTH OT IMPHYUH €€
BO3HMKHOBEHHS TIOJIB3YIOTCS pa3iMyHbIMU TpueMamMu. O6pa3yrolyrocst SMYIIbCUIO
MOXHO Pa3pyIIATh JTOOABICHHUEM HECKOIBKHX Kareidb STHJIOBOTO CITUPTA, YMEHB-
IIAIONIET0 TOBEPXHOCTHOE HATSDKEHHUE; MTyTeM (UIBTPOBAHUS CMECHU; HACHIIICHHEM
pacTBOpa MOBapEeHHOW CONBIO ISl YBEIMUYEHUS! IUIOTHOCTH BOJHOIO CIIOA.

Bo mHoOrux cimydasix mpu 3KCTparupoBaHUU BeIleCTBa U3 BOAHOTO PacTBOpa
PEKOMEHAYETCSI TPEIBAPUTEIHLHO HACHITHTH JTOT PACTBOP Kakoi-imubo Heop-
raunyeckoil conpro, Hampumep NaCl wmu (NH4),SO,. DTor npuem Ha3bIBAIOT
svicanusanuem. IIpu 3TOM pacTBOPUMOCTH B BOJC OOJNBITMHCTBA OPTaHUYCCKUX
COeJIMHEeHMI ToHWXKaeTcs. B To ke BpeMs yMEHbBIIAIOTCA M MOTEPU PaCTBO-
puTels, Tak Kak €ro pacTBOPUMOCTh B BOJE TAKXKe CHUXKACTCS (ITOT HpUeM
BEChbMa IOJIC3EH MPH SKCTPAKIHK JUITHIOBBIM 3(hupom). B Tex ciydasx, koraa
SKCTParupyeMoe BEUIECTBO XOPOIIO PACTBOPSETCS B BOAE M U3BJICUEHUE JKC-
Tpakluen B JIEUTEILHON BOPOHKE HE MOXKET MPUBECTU K YIOBIETBOPUTEIHHBIM
pe3yibTaraM, MPUMEHSIOT CliellalibHble METO/IbI, HAalpUMep HEMPEPHIBHYIO JKC-
TPaKIHIO C HMCIONIh30BAHUEM CIICIUATBHBIX MPUOOPOB.

[Tox BBICymIMBaHWEM SKHIKOCTEHl OOBIYHO MOHUMAIOT YHAJICHHE PAaCTBO-
PEHHOW W AMYIBTHPOBAHHON BOJMBI. JJIT 3TOTO OOBIYHO HCIOIB3YIOT TBEpIbIC
HEOPTaHWYIECKUE OCYIIUTENH, CTapasCh MCIIOIL30BaTh HE Ooliee YeM TpeOyemble
UX KOJIMYECTBA, YTOOBI M30€KaTh MOTEPH IEJICBOTO0 COCAMHCHUS B PE3yIbTaTe
aacopoumu. Ecnu opranmdeckas (aza comepUT OONBITHE KOJIMYECTBA BOJIHI,
MPOIEeypy MPOBOAIT B HECKOJIBKO MPUEMOB. BCTPSIXHUBAIOT C HEOONBIIUM KO-
JITYECTBOM OCYIIUTENS M OTICISIIOT JeKaHTalueH OT 00pa30BaBIIerocs BOIHOTO
CJI0sl; MPOLIEAYPY MOBTOPAIOT 10 TeX MOP, MOKA OCYUIUTENb HE MepecTaHeT
pacrubIBaThCA. D(PGEKTUBHOCTh CYIIKU 3HAYUTEIHHO YBEITUIHBACTCS, €CIU €€
MPOBOIUTH MPH MepeMelinBaHiy (Ha MarHUTHON MeIIayiKe), UCIONb3Ys Mel-
KOJMCIEPCHBIA OCYIIHUTEIb.
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Hepe‘{I/ICHI/IM HauboJIee 4acTo HCIIOJIB3YCMBIC OCYHIUTECIIN.

* Be3BOAHBIN XJIOPUCTBIl KAaJbUMil — JEHIEBBIA MIUPOKO MPUMEHSIEMBIN
ocymutesb, 3Q(OEeKTUBHO TOrIonamiuil Boay. OrpaHHYEHUS: TPAHYIIH-
poBauubiii CaCl, mormomaer Boxy memienHo; kpome toro, CaCl, ckio-
HEH K 00pa30BaHHUIO KOMIUIEKCOB Pa3IUYHON YCTOWYHUBOCTH C HEKOTO-
PBIMH OpPraHUYECKHMHU COCIUHEHUAMHU (crupramu, (peHoIaMH, aMUHAMH,
AMUHOKHCJIOTAMH, TPOU3BOIHBIMH KapOOHOBBIX KHCIIOT, HEKOTOPBIMHU Ke-
TOHaMHU | anpaerugamu). Becema s dexrusen nopomok CaCl,, ocobenno
JUISL CYUIKH YTJIEBOJOPOIOB M TaJOTeHUIOB.

* Be3BoAHBIN CEPHOKHC/bIH HATPHH — JCLIEBbII HEHUTpalbHBIA OCYIIH-
TeNb, KOTOPBII MPHUMEHSAETCS I NMPEeIBApPUTEIHHOTO yAATCHHS OONBIINX
KOIMYECTB BOABL. JeWCTByeT NOCTaTOYHO OBICTPO, OMHAKO yCTOHYHBOCTH
kpuctamtoruapara Na,SO,-H,O oTHOCHTENEHO HEBENWKa, U B OpraHUYe-
ckoil (pase ocTaeTcs HEKOTOPOE KOJIMYECTBO HECBA3aHHOW BOIBI.

* be3BOaAHBIN CEPHOKUCIBII MAarHvii — OJMH W3 JIYUYIIUX HEHUTPAIBHBIX
OCYIIAIOIMKUX areHTOB, 00JMaaromuil OONBIION CKOPOCTHIO IMOTJIOIICHHUS
BOJIBI M XOPOIIEH MOIIOTUTEIHHONU CIIOCOOHOCTBIO; MPUMEHSIETCS AJIs BEHI-
CYLINBaHUS IIMPOKOTO Kpyra COCIWHEHUH.

e Enaxuii narp (NaOH) u eaxoe xaau (KOH) — sddexruHbie ocymunTe-
nM, GbICTPO! CBA3BIBAIOIIME BOMY, OJHAKO HX MCIIOJNB30BAHME OTPAHHYEHHO.
B OCHOBHOM OHH MPUMEHSIOTCS JUISl CYIIKH aMHHOB M MPOCTBIX 3()HPOB.

e IMoram K,COj; ucnonp3yercs Ui BBICYIIMBAaHHS PacTBOPOB aMHUHOB.

e MochopHblii aHTUAPHUA, OOBIYHO HCIOJIB3YEMbIH B SKCHUKATOpPax, MOXHO
MPUMEHSTh U JIJIS TIIyOOKOH CYIIKH OPraHWYECKUX COCJAMHCHUU, B OCHOB-
HOM TraJioreHoyIneBogoponoB. OxHako otaeneHue ot P,Os obs3arensHO
BKJIFOUAET MEPETOHKY.

Opranudeckyro ¢asy, coiepKanlyio I[eleBOe BEIIECTBO, OTACISIOT (DHIIb-
TPOBaHHEM WIH JAEKaHTanued. PacTBopuTenm OTrOHAIOT HpH aTMoc(epHOM
NaBJICHHH WIIH B BaKyyMmeZ,

[lepen oTroHkoif pacTBOpHTENs B KOOy MOMEIIAIOT TaK Ha3bIBa€MBIE «KH-
MIEJIKM» — 3alastHHbIE ¢ OJHOTO KOHIA KaHMJUIAPHI, MEJIKHE KyCOYKH ITOPUCTOTO
¢dapdopa nmm MoneKkymsapHble cuta. OHE 00eCHeYnBaOT PaBHOMEPHOE KHIICHHE
pactBopa. IIpu Hcmoap30BaHUH 3aMasHHBIX KAMWLIIPOB OTTOHKY PacTBOPUTENS
HEOOXOIMMO BeCTH 0€3 OCTaHOBKH: ITOCIIE MPEPHIBAHNSA OTTOHKH M OXJIaXICHI
pacTBOpa KamMUISAPHL 3aIlOHAIOTCS KUIKOCTBIO M TEPECTAIOT OBITh AP (PEKTHB-
HBIMH [EHTPaMH KUIICHHS.

IIpu oTroHKe JErKOKUISMIKX Toprounx pacteoputerneil (JIBXK) B kauectBe Ha-
rpeBarTelisl UCTOb3yeTCs BOISHAS WK mapoBast 0aHs (MpUYMHEL — O€30MacHOCTB,
HEBO3MOXXKHOCTD IEPErpeBa M TEPMHUUECKOTO Pa3JIOKeHHMs BellecTBa). B koHIe
OTTOHKHM PAcCTBOPHUTENS HPH aTMOC(HEpPHOM MAaBICHWU TEMIeEparypa KHUIECHHS
pacTBOpa 3aKOHOMEPHO BO3PACTaeT, B PE3yJbTaTe Jaxke JETKOKUIIAIINE PacTBO-
purenu (crupt, OeHzon, 3¢up) HA BOASHON OaHe yHANSIOTCSA HE MOJHOCTHIO.

1
2

OcCo0eHHO IpU HCIIONIB30BAHUM ITOPOIIKA.
Hcnonp3yroT BogocTpyHHBbII Hacoc.
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s uX yoadeHds OPUMEHSIOT HM3KHH BakyyM, M MO MEpPE YMCHBIIECHHS KO-
JUYECTBa PACTBOPUTENS B PACTBOPE JaBJIEHHE IMOCTEIIEHHO CHUXKAIOT, YTOOBI
JTOOUThCS HEOOXOAUMON CKOPOCTH HMCIapeHust.

BrinosHeHHE TPOIIeyphl YIAJICHHSI PACTBOPHUTENSI CYIISCTBEHHO YIPOIIACTCS
MPU UCIOJB30BAHUM POTOPHBIX Hcmaputenedt (cm. puc. 12) npu MOHHMKEH-
HOM JaBJCHMHM. DTH YCTPONCTBA MO3BOJSIOT yIAISATh PACTBOPUTENH OBICTPO
U B MATKHX YCJIOBUAX. VcrapeHne MPOUCXOAUT U3 TOHKOM IUICHKH KHIKOCTH,
HaxOMsAMIeiiCsl Ha BHYTPEHHEH CTEHKE KOJOBI U MOCTOSHHO OOHOBIAIOLICHCS
Onaronaps BpalleHWIO KoJjObl. /I KOMIIEHCAIlMM TETJIOTHl WCHAapeHus KoJoy
MOJIOTPEBAIOT Ha BOIsAHOW Oane. Jlis mpenoTBpamieHus «OpPOCKOB» JKUAKOCTH
npu ee OypHOM BCKHIIAHWU CHadyana MPHUBOAAT BO BpalleHHe kouby (konba
3aKperieHa CICIHATbHBIM 3aKHMOM, WM €€ MPHUACPKHUBAIOT PYKOM), 3aTeM
MEePeKpPHIBAIOT TOPIEBOW KpaH XOJOIMJIBHUKA POTOPHOTO HCIIAPUTENs, CO3Ja-
Bas B HEM MOHIKCHHOE JIABJIIEHUE, U JIMIIb MOCIIEe
3TOr0 HAYMHAIOT HATPEeBaTh BOASHYIO OaHIO.

Jns ynapuBanus OOJNBIIHX O00HEMOB OOBIYHO
B MpUOOpe MPEeIyCMOTPEHa BO3MOXKHOCTB «IIOJI-
CachIBaHUSA» pacTBOpa B KOJIOy-UCIIApUTEh Yepe3
CrHenuaabHbI OTBOX O€3 CHATHS BakyyMma.

ITosie3HBIM TIPUEMOM, 00ECIIEUUBAIOIINM TIPAK-
THYECKH IOJHOE yJaJIeHHe CJIEeJOB BOIBI M3 yIIa-
PEHHOTO BellecTBa, SABJsAeTCS MpuOaBleHHe K 3TO-
My OCTaTKy HeOoJbIIoro KoimdecTBa OeH30Ia
W yllapuBaHHE MOJIy4eHHOTO pacTBopa. benzon
o0pasyeT ¢ BOJIOH a3e0TPOITHYIO CMEChH, KHITAIIYIO
HWD)KE YUCTOTO OEH305la, W B pe3yibrare Boja U3
rpernapara yaanaseTcs.

3KCTpaKHl/lﬂ TBEPAbIX BCIICCTB

IIpu BbIAEIEHUN OpPraHUYECKUX COSAVHEHUU U3 pe-
AKIMOHHBIX CMECEH MHOINA MPUXOAUTCS 3KCTParu-
poBaTh LENEBOW NPOAYKT U3 MajIopacTBOPHMOIO
TBEPAOTO OCTAaTKa WM CMOJBL. DTy HpoUEenypy
MOXXHO NPOACINIBIBATE BPYYHYIO MM C IIOMOIIBIO
MarHUTHOM MeIIajKH, OJHAaKO d(PPEKTHBHBIM U HE
TPeOYyOIIMM HOCTOSHHOTO YYacTHs dKCIIepUMEHTa-
TOpa MPUEMOM SABJISICTCSA MCIIOIB30BAaHUE JKCTpPaK-
topa Cokcnera (puc. 15).

B 3xcTpakTop moMemarT TBEpAOE BEIIECTBO 3,
3aBEpHYTO€ B 3aKPBITHIA MakeT W3 (UIBTPOBAIIB-
HOW Oymaru WM HepacTBOPHMOW TKaHH, B KojOy 1
HAJINBAIOT PAaCTBOPUTEIb, NPEIHA3HAYCHHBIN I
NIPOBEAECHUS JKCTpakuuu. PacTBopuTens KUNUT, Puc. 15. SkcTpaktop CoKcneta

1 JlaBneHue perynupyroT KpaHOM, MPHUCOEIWHEHHBIM K TPOMHUKY MEXIy HACOCOM M TpHU-

60p0M JJIse OTTOHKH, WA KpaHOM MaHOMETpa.
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ero mapsel 1o TpyOke 2 JOCTHUTraloT OOpaTHOTO XOJNOAWIbHHKA 4, B KOTOPOM
KOHJCHCUPYIOTCS, U JKMJIKOCTh CTEKAaeT B 3KCTpakTop. IIpu 3TOM BemecTBO
pacTBopsieTcsi. BaxkHOUM neTanblo 3KCTpakTopa SIBISETCS H30THyTast TpyOka S
HeOOJIBIIOTO AMAaMeTpa, OJUH U3 KOHIIOB KOTOPOW COOOMIaeTcsi ¢ MaTpOHOM
9KCTPAKTOpa, a BTOPOH BBIXOIUT B KOJOy C pacTBopuTeneM. Korma ypoBeHb
pacTBOpa BELIECTBA B AKCTPAKTOPE JOCTUraeT YPOBHs M3ruda TpyOKu, mociea-
Hsis cpabaThiBaeT Kak CH(QOH — M MPAKTUYECKH BECh PacTBOP IepeIrBaeTCs
B HWXKHIOIO KoitOy. Takum oOpa3om, u3 BemiecTBa 3 BHIMBIBAIOTCS BCE PacTBO-
pUMBIE KOMITOHEHTHI, KOTOPble U KOHIIEHTPHUPYIOTCS B Kojbe 1.

Okcrpakrop Cokciera BeckMa yno0OeH Mpu paboTe ¢ 00beKTaMH HPUPOTHOTO
MIPOUCXOXKACHHS; 3TOT MPUOOp YacTO MCIOJB3YyeTCs Ha MEepBOH CTaAWH INPHU
BBIJICJICHUN U3 HUX OPraHMYECKHUX COCAUHEHUM.

A3.3. Kpucmannusayus u gpunempoearue

Jns GONBIIMHCTBAa OPTaHWYECKHX COEIMHEHHH XapaKTepeH MOJIO0KUTeIbHBbI
«X0/1» pacTBOPHUMOCTH, T. €. UX PAaCTBOPUMOCTh IPH HATPEBAHUU yBEJIHYH-
BaeTcsl. DTO CBOICTBO SIBISIETCSI OCHOBOM JUIsl OJHOTO M3 METOAOB OYMCTKH,
Ha3bIBAEMOI'0 NEPEKPUCTAIIN3ALNEH.

[Ipu mepexkpucTa/UIM3alUM HEOUUILEHHOE BEHIECTBO PACTBOPSIOT B ropsiueM
pacTBoOpuUTENe, FOpSYUi PacTBOP OTIEISIOT OT HEPACTBOPUMOIO OCTATKA, a 3aTeM
pacTBOpP OXJIAKAAIOT; B PE3ylbTaTe B OCAJOK BBIMALaeT OoJiee YHCTOE BEIIECTBO.
B ocraBmiemcs nocne KpucTalIM3allud PacTBOpPE, HA3bIBAEMOM MATOYHBIM, 3a-
4acTyl OCTAE€TCsl 3HAUUTENBbHOE KOJIUYECTBO LENEBOr0 MPOAYKTA, YTO CHIDXKAET
obmuii BeIxox cuHTe3a. [103TOMy Maro4HBIE pacTBOPHI MOCIE MEPEKPHCTAIIIH-
3allMM KOHLEHTPUPYIOT U CTAPAKOTCS BBLACIUTH U3 HUX OCTAaTKU MPOAYKTA.

Bei16op pacTBOpHTEIS

[IpuHnMnuanpHOE 3HAYEHUE NP HEPEKPHCTAIUIM3AIUN WMEeT NPABHIBHBIN
BBIOOp pacTBOpHTEns. [Ipy 3TOM HEOOXOIMMO yUMTHIBATH XUMHYECKHE CBOH-
CTBa KaK OYHMIAaeMOTO BEUIECTBa, TaK M MMEIOIUXCSA B HeM npumeced. Kema-
TEIbHO, YTOOBI IOJBEpPraeMoe OYHMCTKE COeAMHEHHE MMeNo 3(¢EeKTHBHBIN
«XOA» PAacTBOPHMOCTH, T. €. PACTBOPHMOCTH €0 NPH Pa3HBIX TeMIepaTypax
JOJDKHA 3HAYUTENBHO Pa3NINyaThes; IPUMECH JK€ JOJDKHBI JIN0O XOpoIIo pac-
TBOPATHCS Ha XOJOAE, 0O ITUIOXO — NMPU HarpeBaHUM (110 CPaBHEHHUIO C OYH-
IIaeMBIM BELIECTBOM). PacTBopHTEeNb NOMKEH OBITh XMMHUYECCKH HHEPTHBIM;
KeJaTeIbHO MMETh HHM3KYIO BS3KOCTH s OBICTPOro 0Opa3oBaHUS XOPOIIO
0(OpPMIIEHHBIX KPUCTAJUIOB; JETKO YAAIATHCSA C MOBEPXHOCTH KPUCTAIUIOB MPH
MIPOMBIBKE.

[Ipu BBIOOpE pacTBOpHTENS HE ClEeAyeT 3a0BIBaTh CTApOe MPABHIIO — «IIO-
noOHoe pacTBopsieTcs B mogoOHoM». [IpuBemem mpumep. B ommoil m3 3amau
HaJ0 OYHCTHTH IepeKpHcTauin3anueid mpawnc-ctunpben (r. mi. 125 °C)
ot ucxoanoro 1,2-nupenmidranona (1. mi. 67 °C). Ilogxoasmuii pacTBOpH-
TeNb — JTWJIOBBIM CIHPT. TEMIIEPATyphl IUTABICHUS M MOJEKYISIPHBIE MacChl
cTmibOeHa u 1,2-mudeHmIITaHoNIa HEBEITUKH, YTO MO3BOMSET OXKHUIATh WX BHI-
COKOW PacTBOPHMOCTH B ropsdeM cnupTe. Ilpn oxiakaeHnu ke yrieBogopoOx
HaBEepHAKA 3aKpucTauIH3yercs, a 1,2-nneHuIITaHoI OCTaHeTCs B PacTBOPE.
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BooO1ie xe pacTBOPUTENb ISl MEPEKPUCTANIU3AIUN BBHIOUPAIOT TOJIBKO
OMBITHBIM MYTEeM, MPOBOJS CEPHIO IKCICPUMECHTOB C HEOONBIIMMHU KONHUYE-
CTBaMH BEIIECTBA.

B opranuueckodl XMMHUH IS MPOBENCHHS MEPEKPUCTATUTU3AIMH TPUMEHSI-
IOT camble pa3Hble pacTBOpHUTENH (BOJA, CIUPTHI, allETOH, MPOCThie 3UPHI,
CH3;COOH, CHCI;, 6eH30m ¥ TOIy0J, HACHIILEHHBIEC YITIEBOMOPOALI — IEKCaH,
TenTaH, u Ip.).

IMpu mepexpucTAIIM3ANMHA U3 JIETKOJCTY4YHX pacTBOpUTeseH (Hampumep,
3¢up) pacTBOPEHUE BEIIECCTBA MPOBOAAT B MpHOOpE ¢ 0OpATHBIM XOJOAMIbHHU-
KOM, a KPUCTAJUTU3AIMIO POIYKTa MPH HU3KOH Temmepatype (B MOPO3HIBHOI
kamepe). Jisi KpUCTaJUTU3alUK JITKOPACTBOPUMBIX BEILECTB UCTONB3YIOT CICIH-
allbHbIE MOPO3WJIbHBIC KaMephl, MoAJepKuBatomue Temneparypy ~ —/0 °C.

Ecnu MHAWBUAYaTbHBIA PACTBOPUTEND IS NEPEKPUCTATITH3ANNN MO100PaTh
HE yAaeTcsl, MPUMEHSIOT JBYX-, @ HHOT/a U TPEXKOMIIOHEHTHbIe cMecH. OnuH
W3 MPAKTUYECKUX TPUEMOB HUCIOJIb30BaHUS JBYXKOMIOHEHTHOH CMecH 3a-
KIIOYAeTCsl B CIEIYIOUIEM: BEIIECTBO PACTBOPSIOT B HATPETOM <XOPOLISM»
pacTBopuTeie W K MOJYYCHHOMY pacTBOPY MO KAIUIAM IO0OABISIOT TOpsuMii
BTOPOH PacTBOPHTEIN, TIOXO PACTBOPSIOIIUHA 3TO COCTUHEHHE, O BO3HHKHO-
BEHHs yCTOWYMBOTO MOMYyTHEHUs. [[0y4YeHHYI0 CMECh HAarpeBaroT J0 IOiyue-
HUSI TIPO3PAYHOrO PacTBOpa W OCTABIIAIOT KPUCTAIM30BaThes. Moaudukarust
3TOTO MpHEMa — HUCIOJb30BAHUE HU3KOKHUILILETO «XOPOLIET0» pPacTBOPUTEI
Y BBICOKOKHISIIETO «IIJIOXOTO». Hampumep, BemectBo pactBopsitor B CH,CI,,
3aTeM MPHOABNIAIOT TOAyoJ. TToNydeHHYI0 CMECh HArpeBalOT A0 TEMIIEPATYPhI
Boimie Toukd kumnerus CH,Cl, u oTroHsoT 4acTh pacTBOpHUTENs — B Pe3ylib-
TaTe cMech 00Oramaercsi TOMyoJlIOM, M TOCTHraeTcsi 0ojiee MONHOE OCAKICHUE
HPOIYKTa MPH OXJIAKICHUH.

Panee aisi BbIACNEHUS U MEPEKPUCTATUTU3AIMNA OPraHUYSCKUX COCTHHEHHIH
IIMPOKO UCIOJB30BAJICS OCH30J M COMEPKALINE er0 CMECH, MOCKOJIbKY OeH30I
HUMEeT HU3KYI0 CTOMMOCTh U MPHEMIIEMYI0 TeMIepaTypy kumeHus. OqHaKko B
HACTOsSIII[Ee BPEMsl 3TOT PACTBOPUTENb CUMTAIOT HEYJOOHBIM: OH BECbMa TOK-
CHYCH M TPOSBISECT KAHIEPOTCHHbIC CBOMCTBA, HMEET BBICOKYIO TEMIIEpaTypy
miasiaenust (+5.5 °C), u3-3a dero 3amep3aer B Jie[qsAHON OaHe WM B XOJIO-
JUIIbHUKE.

HpOBe[leHI/Ie NEePEeKPUCTANIU3 AN

[Ipenmapar momemiaroT B KoJOy, CHA0XEHHYI OOPaTHBIM XOJIOJHJIbLHUKOM.
[Ipu ucnonb30BaHUM B KaueCTBE PACTBOPHUTENSI BOJbI OOPATHBIH XOJOAUIbHHK
He HyXeH. Bo u30exaHue TONYKOB MPH KUISIYEHUHM PACTBOpA HM3-32 Ieperpena
KHUJKOCTH B KOJIOY Mepeji HarpeBaHHEM BHOCST «kurenku». [locie 3Toro B Koi-
Oy BIMBAIOT PACTBOPHUTEIb B KOJIMYECTBE, HECKOJIBKO MEHBIIEM HEOOXOAUMOTO
JUISL TIOJIHOTO PacTBOPEHHUS BEIECTBA, M HArpeBalOT cMech 10 KureHus. Jlns Ha-
IpeBaHMs MCIOJb3YIOT BOJSHYIO OaHIO, TUIMTKY C 3aKPBITOW CIHPAJbIO WIIH
kojOoHarpeBarens. [locie 3akunanus pacTBopa yepe3 oOpaTHBIA XOJOAMIBLHHK
OCTOPOXKHO MOPIUSAMH JT00aBJISIFOT PACTBOPHUTENb B KOJIMYECTBE, HEOOXOAUMOM
JUIS TIOJIHOTO PAacTBOPEHHS BELIESCTBA.

Ecnu BemecTBO COAEPKUT OKpAIICHHBIE CMOJUCTBIE IMPHUMECH, IS HX
yAaneHus B PacTBOP MOOABISIOT aKTHBUPOBAHHBIN yronb (He oueHb OOINbIIOE
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KOJMYECTBO — KPHUCTAIIH3YEMOE BEIIECTBO TAKXKE MOXKET aJcopOHpOBaThCS).
[lo oxoHUaHWU TPOLEAYPHl PACTBOPEHHS NPU HAIHYUU MEXAaHUYECKUX IpH-
Mecell poBOAsT ObicTpoe (uiabTpoBanue (CKIam4areiii QUIBTP), MPU ITOM
WHOTJIa BO3HHWKaeT HEOOXOJMMOCTh B IIPOBEJCHHH TaK HA3bIBAEMOTO «TOPSYEro
(UIBTPOBaHUA», KOTJa aKKypaTHO IOAJIEPKUBAIOT citaboe KumeHue (uibTpa-
Ta — W Tapbsl pacTBOPUTENS KOHJEHCHUPYIOTCS Ha (QUIBTpE, MperoTBparias
KPUCTAJUTM3AIMIO MPOAYKTa HA HeM. PuibTpar coOMparoT B KOHUYECKYIO KOJIOY
WIH CTakaH M3 TEPMOCTOWKOTO CTEKJa.

[Tonmy4yeHHBIN TOpSYHMH NMPO3pAuyHBIA PAcTBOP JUOO OCTABISIOT CTOSATH IPHU
KOMHATHOH TemIieparype B NPUEMHHKE, 3aKPBITOM YaCOBBIM CTEKJIOM WIIH JIU-
CTOM OyMaru, — MPOHMCXOIUT MeJUICHHOE OXJIaKJeHHe W 00pa3yloTcs KpYIHBIE
KPUCTAILIBI, THOO MPHUEMHHUK OBICTPO OXJaKIAIOT IOJl CTPYEH XOJOIHOW BOABI
IpU TIepEeMENINBaHAN PacTBOpa — 00pa3yIOTCs MeJIKHe KPHCTAJUTBl. B HEKOTOphIX
ciIydasx HeoOxonumo Oojee mTyOOKoe OXJIaKJeHHE pacTBOpa B XOJOAWIbHHKE
WIH MOPO3HJIBHOH Kamepe.

Heo0xoaumMo MOMHUTBE O TOM, YTO HEKOTOPHIE 3aBEIOMO TBEp/bIEC BEIIECTBA
OYeHb MEJICHHO KpuCTau3yrorcs. Ecnnm 910 00ycioBieHO OTCyTCTBHEM
LEHTPOB KPUCTAJIN3AIUU, X CO3MAIOT MCKYCCTBEHHO, BHOCS «3aTpaBKy»
B BHUJC HECKOJIBKHX KPHUCTAJIIOB TOrO e (YMCTOro) BellecTBa. YCKOPHUTh
KPUCTAJUTH3ALUI0 MOXKHO, MOTEPEB CTEKISIHHOW IMalOYKOH O CTEHKY cocyla
(mpenBapuTENbHO MOXKHO J00aBUTh MANCHBKYIO MIEHOTKY CHIIMKATENs WIIH
OKCHJIa AJTFOMHHHUS).

HmMeronie HU3KYIO TEeMIlEpaTypy IUJIaBICHHS BEIIECTBA YACTO BBIJENSIOT-
cs B BHJe Macya. JloctaTouyHO 3((EKTHBHO C 3THM MOXXHO OOPOTBCS, €CIH
MPOBECTH OXJIAX/IEHWE pPacTBOpa OYEHb OBICTPO W NPH HHTEHCHUBHOM Iiepe-
MemuBaHuu (yZ00HO HCIONB30BaTh MArHUTHYIO MEHIAJKy). B oOpasyromiemcs
MEPECHIIIIEHHOM PAacTBOpE, MMEIOIIeM TeMIIepaTypy HHXKE TOYKH TUIaBICHUS
BEIIEeCTBA, JaKe TPU IMPOMEKYTOYHOM OOpa30BaHHUM XHUIKOH (a3l ee «JIpo-
OseHre» co37aeT MPEANOCHUIKH Ul KPHUCTAITU3AIIH.

DuIbTPOBaHUE

O0pasoBaBirecss KpUCTAIIIbl OTASNIAIOT OT MaTOYHOIO PacTBOpa IyTeM (puiab-
TPOBAHHUS 100 yMeHbuieHHbIM OasieHuem (noo eaxyymom) Ha BOPOHKE Brox-
Hepa win Ha Bopouke Illorra (puc. 16). IIpubop mis GuibTpoBaHus OONBIINX
KonnvecTB BemiectBa (puc. 16) cOCTOMT M3 TONCTOCTEHHON KOJOBI C OTBOAOM
(xomba ByH3ena) u W3roToBIcHHOW U3 (papdopa BOPOHKH C TUIOCKHM JbIpya-
TeIM gHOM (BopoHka Broxuepa). B BopoHky BroxHepa BKIambIBaeTCs KPYKOK
(GUIBTPOBANBHOM OyMaru MOAXOASAIIEr0 TuaMeTpa. B COBpeMEHHOM MpakTHKE,
a TakXe MpU paboTe ¢ MAJNBIMUA KOJUYECTBAMHU BEIIECTBA BMECTO BOPOHKH
broxuepa ucnosib3ytorT BopoHKy Illorra, B KauecTBe MPUEMHMKA YIOOHBI IPO-
OMPKU ¢ OTBOAOM («IMAJBIBI» i1 QUIBTPOBAHUSA, CM. pUC. 16).

Buumanue! OunprpoBaHHE TOJ BaKyyMOM OTHOCHUTCS K IOTEHIHAIBHO
onacHeIM omepauusM. CienyeT HaJeBaTh 3allUTHbIE OYKH U OOMAaThIBaTh KOJIOY
ByH3eHa moJjOTEeHIIEM WM 3allMIaTh SKPaHOM M3 CETKH, MpeaoTBpaliaro-
MMM B clly4yae B3pbIBa pa3jieTaHHUE OCKOJKOB crekia. ['opsiume pacTBOpHI
cieayeT GUIbTPOBATh C OCTOPOIKHOCTBHIO, CO3/1aBasi MHHHUMAJIbHBIA TPATUCHT
JIaBJICHUS.
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Ocapok

_ PunbTp
BopoHka BroxHepa

Kon6a ByH3eHa
K Hacocy
MaTouHbIi pacTBOp

Puc. 16. BopoHkn 1 npubopbl ana dbunbtpoBaHua nog Bakyymom: 1 — papdoposas BOpOH-
Ka BloxHepa; 2 — BOPOHKM C MOPUCTBIM CTEKAAHHBIM GunbTpoM (BopoHku LLoTTa); 3 - npu-
60p Ana ¢unbTpoBaHMA C Konbon byH3eHa; 4 — npubopbl Ana ¢unbTpoBaHMA B «nanewy
1 B Npo6UpKy

CoOcTBeHHO (UIBTPOBAHUE MPOBOIAT CICAYIOIIUM OOpa3oM: CHadajia cMma-
4uBalOT QUIBTP TEM ke pacTBopuTeseM. [locie Toro Kak pacTBOPHUTENb MpakK-
THYECKHU TOJHOCTHIO MPOUJIET Yepe3 BOPOHKY, HAa HEe aKKypaTHO MEPEeHOCST
(GunpTpyeMoe BELIECTBO U MOJCOCIUHSIIOT NUIAHT BaKyyMHOro Hacoca. Ecnm
BEIIECTBO HE MOMECTUIIOCH MOJHOCTHIO, GUIBTPYIOT MEPBYIO MOPLHUIO, CHUMAIOT
BaKyyM, JOOABISIOT CIEAYIOIIYIO MOPIHUI0 U CHOBA MPHUCOCAUHSIOT LLIAHT.

Jna cHATHSI BAKyyMa HH B KOeM CJiydae He 3aKpbIBaTh KpaH BOJOCTPYii-
HOr0 Hacoca — 3TO MpHUBeAET K 3a0pachbiBaHHI0 BoAbI B puasTpaTt! CHavana
HEO0OX0MMO AKKYPATHO OTCOEIUHSITH LIJAHT OT MPHEeMHHKA pacTBopa!

[ocne ornenenus Bceil nopuuu GUIBTPYEMOro BElIECTBa BaAKYyM CHUMAIOT
M BEIeCTBO Ha (GMIbTpe (BOPOHKE) MPOMBIBAIOT XOJOIHBIM PACTBOPHUTENIEM,
JUISL Yer0 B BOPOHKY IOOAaBJISIOT HEOOJBIIOE KOIUYECTBO PACTBOPUTENs, Iepe-
MEIIMBAIOT KPHUCTAJUIBI CTEKJISHHOW IMajJ04YKOH, CHOBA MOACOCAMHSIOT LUIAHT
Hacoca W MOBTOPSIOT ¢uinbTpoBanue. OObIUHO OBIBAET JOCTATOYHO JIBYKPATHOTO
MPOMBIBaHUS. B HEKOTOPBIX CiIydasX MOXHO MOCIE 3TOTO MPOMBITH MPOAYKT
pPacTBOPUTENIEM C 3aBEJIOMO HHM3KOH pPaCTBOPSIONMIEH CIOCOOHOCTHIO (OJHAKO
TaKHM, C KOTOPhIM Obl CMELIMBAJICS PACTBOPHUTENb, B KOTOPOM IMPOBOAMIACH
Kpuctamm3anus). [locie OTCACBIBAHUS M TMPOMBIBKH OCaI0K OTKHMAIOT Ha
BOpPOHKE, a 3aTeM CyIIaT.

Cyuika TBepabIX NPOAYKTOB CHHTE3a
B 3aBucuMocTH OT MPHUPOIBI BEHIECTBA M PACTBOPHUTENS AJISL ATOTO HCIONB3YIOT
pa3HBIE METOIHI.
e CymKka HEMOCPEACTBEHHO Ha (PUIBTpE NMpHU BKIIOYEHHOM BOJOCTPYHHOM
Hacoce — JJI CTAaOMJIBHBIX HETUI'POCKOMUYHBIX BEUIECTB MOCIE IPOMBIBKU
JETYYUM PacTBOPHUTEIEM.
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MpuwnudosaHHan KpaH
KpbILLKa

Ocywutens unu
aacopO6eHT

Puc. 17. dkcrkatopbl: 1 — 06bIKHOBEHHDIN, 2 — BaKyyMHbIN

e Cymka Ha BO3QyXe — IS CTAaOMIBHBIX U HETUTPOCKOIMUYHBIX BEIICCTB!
MOPOIYKT MEPEHOCIT Ha (HIBTPOBAJIBHYI0 OyMary, MPUKpPHIBAIOT CBEPXY
JIPYTUM JIMCTOM U OCTAaBJIAIOT Ha JJIUMTEIbHOE BpEMS.

* Hcnonp3oBaHue CYyMUIbHBIX IMKA)OB — A TEPMUUYCCKHA YCTOHUHBBIX
coenquuenuit mpu temmneparype Ha 20-30 °C Hm)ke TOYKH ILTABICHUS
BEIIECTBA.

* Hcnonp3oBaHre BaKyyMHBIX YCTaHOBOK — JUISI HEOOJBIIUX KOJIUYECTB Be-
mecTB (HaWIydline pe3yiabTaThl).

* Hcnonp3oBanne 0OBIKHOBEHHBIX M BaKyyM-dKcukatopos (puc. 17). Tlocnen-
HUE UMEIOT CTEKJISIHHBIA OTBOJ C KPAaHOM, 4epe3 KOTOPBIA COCYJ MOXKET
OBITH BaKyyMHPOBaH.

Buumanne! BakyymMupoBaHHBIE 3KCHKAaTOPHI M3-3a HANPSIKEHHH B CTEKJIE
HMHOTAA pa3pylIaroTcsi co B3pbIBOM. CTEHKH 3KCHKATOpa U3FOTOBJIEHBI U3 TOJI-
CTOTO CTEKJa, M TaKHe B3pPbIBBI BecbMa omacHbl. llosTomMy mepen BKIOUEHH-
€M BaKyyMa JKCHKAaTop CIeIyeT IIOMECTHTh B 3aLIUTHBIH KOXyX. [Ipu cHATHH
BaKyyMa B BaKyyM-dKCHKaTope, 9TOObI M30€KaTh PacCHBUICHHS BBICYLIICHHOTO
BEIECTBAa BO3AYXOM, KpaH ClleyeT OBOpPaYMBaTh OY€Hb akKyparHo. IIputep-
TYI0 KPBIIIKY BaKyyM-3KCHKAaTOpa OTKPBIBAIOT TOJBKO IIOCIIE BBIPABHUBAHUS
BHEIIHETO W BHYTPEHHETO JaBJICHUS.

Ha nnHo 3Kcukaropa moMewmiamT OCylIalIIWi are’t. Yamie Bcero Kak ocy-
mutens npumensior CaCl, (yranenue BoAbl, CIUPTOB), HATPOHHYIO H3BECTh
u menoud (ygajneHue BOIbI U HapoB KHCIOT), hocdopueiii anruapun (3ddex-
THUBHOE yIaJIeHWe BOIBI M CIUPTOB). J{JIs yAaJeHUs] YIIIEBOAOPOJOB B Ka4eCTBE
OCYIIAIONIETO areHTa MPUMEHSIOT mapaduH.

A3.4. Nepezonka u pexmugpuxkayus. BakyymHaa nepezoxka. BoszoHka

Heperom(a — OJUH M3 CaMbIX BaXXHBIX MCTOAOB PAa3ACJICHHUA U OYHUCTKU BCHICCTB.
B HpOCTCﬁHJCM ClIyda€ IpUu MEPETOHKE XUJAKOCTb HArpeBacTCd A0 KUIICHHA,
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napsl KOHJICHCUPYIOTCS, OXJIAXIAsICh B XOJOIWIBHHUKE, U COOHUPAIOTCS B BHIE
JUCTUJUISITA B IPUEMHHKE. Tak Kak MPU 3TOM MPOUCXOINUT MEPEMEIICHUE TOJIBKO
OIHOM (ha3bl, a IMEHHO — apa, TO TOBOPAT O MPSMOTOYHOM, WK MPOCTOi mepe-
ronke. Eciu ke 4acTh CKOHIEHCUPOBAHHOTO Mapa (Tak HasbiBaeMasl ¢hreama) cre-
KaeT HaBCTPEUy BOCXOIAIIEMY MOTOKY Iapa U IMOCTOSIHHO BO3BPAIAETCs B KOJIOY,
MBI UMEEM [J€J0 C NMPOTHBOTOYHON NMEPErOHKOM, WIN peKTH(pHUKAIUE.

3aBucHMOCTD TeMIepaTrypbl KUNMICHUS BeUIEeCTBA OT JaBJICHUSA

JlaBneHne mapoB KHIKOCTH C YBEJIHMYEHHEM TeMIepaTrypbl Bo3pactaeT. Korma
OHO CTAaHOBHTCS PaBHBIM OOIEMY JaBJICHHIO T'a30B Hal >KUAKOCTHIO, HauMHA-
eTcsi Kunenue. VIHBIMH CJIOBaMH, TIpU HarpeBaHUHM B OTKPBITOM COCYIE >KUJ-
KOCTh 3aKWIaeT, KOTJa JaBJeHHe ee MapoB CTaHOBUTCS paBHBIM 760 MM pT.
CT.; COOTBETCTBYIOIas TeMIIepaTypa Ha3blBaeTCs TeMIepaTypoii KUTeHHus.
Ecnu B cocyne moanepKuBaTh YMEHBUIEHHOE JABJCHHE, BEIIECTBO 3aKUITUT
npu 6oJiee HU3KOW TemIiepaType.

Jomyctum, ipu KOMHaTHOHM TeMIlepaType JaBjeHHE HACBHIIIEHHOTO Iapa Be-
mecTBa cocrasinsger 20 MM pT. cT. DTO O3HadaeT, YTO B BaKyyMe, NpHU JIaB-
neHun 20 MM PT. CT. 3TO COEJIMHEHHWE 3aKUIHUT NP KOMHATHOH TeMIepary-
pe — W nanpHelIIee NOHWKEHUE JTaBICHUS MPUBEIET K TOMY, YTO TeMIleparypa
KHUIIEHHS BEIIECTBA OMYCTUTCS HUKe KoMHaTHOM!. [TocnenHee sBIEHHE IIHUPOKO
WCTIONB3yeTCS MPU CYIIKE COCIMHEHHH OT CJeJ0B OPraHWYeCKHX PacTBOPHTEINEH
C MOMOIIBI0 BaKyyMHBIX YCTaHOBOK.

Ucxonst U3 Tex xe cooOpakeHUH, HECIOKHO OOBSICHUTH MEHBUIYIO dddek-
TUBHOCTH PabOTHI BOJOCTPYHHBIX HACOCOB JIETOM, a TaKk€ TO, YTO MHHUMAJIb-
HOE JaBJieHWE, OCTUTaeMoe C HCIIONb30BAaHHEM OJTHX IMPOCTBHIX NMPUOOPOB,
cocTaBisieT ~5 MM pPT. CT. — TakOBO JdaBJE€HHE MapoB BOJBI, MMEIOUIEH
temneparypy ~1 °C.

3aBHCHMOCTD AaBJICHHS MApOB OT TeMIEpaTypbl MPHOINKEHHO ONHMCHIBACTCS
ypaBHenueMm Kiaysuyca—Knaneiipona:

A A
d(IinT :%; HIIH, Toclie MHTerpupoBanus: IN p = _RVTH te

rJe p — naBieHue napos, AyH — MomnsipHas sHTanbnus HcnapeHus; I — TeMre-
parypa (K); R — raszoBas mocrosinHasi; C — KOHCTaHTa, XapaKTepHas s Kax-
JOM KUAKOCTU. YpaBHEHHUE CIPABEUIMBO AN MACAIBHBIX Ta30B MpPU yCIOBUU
HeszaBucuMoct A H or Ttemneparypsl. Takum oOpa3oMm, B MaeaqbHOM cliydae
3aBHCHMOCTD JIOTapu(Ma AaBIeHHUS NapoB OT OOpaTHON TeMmepaTypsl rpadu-
4ecKH n300pakaeTcs mpsMoil. Hakmon mpsimoit onpenensercs BenmuanHon A, H.
Ecnu sTra BenuumHa KM3BECTHA, 3aBUCUMOCTb TEMIIEPATYphbl KUIEHUS OT AaBIIE-
HUS MOXHO PAacCUUTAaTh.

Ha ocHOBaHMU JaHHBIX O CTPOEHUU MOJEKYJ BELIECTBA MOXKHO OLEHUTH €ro

TEIUIOTYy UCMAPEHHsS W TIPEICKA3bIBATh TEMIIEPATYPy KHIICHHSAZ.

1
2

BelecTBo MPOJOJKUT KHIIETh, OXJIaXK/IasiCh.
B HEKOTOpBIX IMaKeTax XMMHYECKHX KOMIIBIOTCPHBIX HPOrpaMM MMEIOTCS COOTBETCTBYHOIINE
Mozaynu — Hampumep, uM pacnonaraer ACD ChemSketch.
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Puc. 18. Homorpamma pgaBneHue — temnepartypa

Ecam temmepaTypa KHIICHUS IpH ONpEACICHHOM NABJICHHHM H3BECTHA,
TO MOXHO pPacCYMTaTh TeMIIEpaTypy KUIIEHUS IPH APYTOM AABJICHHUH HIIH
HalTH ee NMPUOJIU3UTENHHO C HMOMOIIBI0 COOTBETCTBYIOIIEH HOMOTPaMMBI
(puc. 18)

Kak 3to cnenars Ha npaktuke? Ha HOMorpaMMmy HakIagblBalOT KOPOTKYIO
JUHEHKY TakuM o0pa3oM, 4TOObI OHa IepeceKana MpaBylo LIKaly B TOYKE,
COOTBETCTBYIOIEH HM3BECTHOMY JaBJICHHIO, a JIEBYI0 — B TOUYKE, COOTBET-
CTBYIOLIEH TemuepaType KuIeHHs. Todka NepecedeHUs JUMHUU CO Cpel-
Hel IIKaNod JaeT MPUOIM3HTENBHYI0 TeMIepaTypy KHUIIEHHS BEIeCTBa MpH
aTMocdepHOM aaBieHHH. [loBopaunBasi JIMHEHKY OTHOCHTEIBHO 3TOH TOYKH,
Ha CpeIHel IIKaje MOJYyYUM TeMIlepaTyphl KHIICHHS BellecTBa NpHU pas-
JUYHBIX JaBICHUIX.

TouyHOCTH OmpeneneHUss TemIepaTypbl KHIIEHUS C UCIOJIb30BAaHHEM HOMO-
rpaMM HeBeluKa. B HacTosmiee BpeMs Ui 9TOW IeNH UCTOIB3YIOT CHelHau-
3UpPOBaHHBIE KOMITBIOTEPHBIE MPOTPAMMBEI.

s odeHb MpHUOIM3UTENBHON OIEHKH MOXHO PYKOBOJCTBOBATHCS CIENYIO-
MM TPOCTHIM INIPABHIJIOM: NPH YMEHBIIEHHH BHEIIHETO JaBIICHHUS BIBOE TEM-
neparypa KuIeHus moHmkaercs Ha ~15 °C.
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PaBHoBecHe JKHAKOCTDH — a3 AJIs1 CMeCH COeTUHeHUil

Pacnpenenenne KOMIOHEHTOB cMecH A W B MeXIy >KHIKOCTHIO M MapoM Xa-
pakTepusyeTcs Ko3g@uyuenmom OmHOCUMENTbHOU Jlemy4ecmu:

Oap = (Ya/Xa):(Ys/Xs)

IIe X, U Xg — COIepiKaHne KOMIOHEHTOB A W B B kuakoctw, y, U Yg — B 00-
pasymolieMcsi U3 Hee mape.

CocraB mapa ompeienseTcs CBOWCTBAMH U MEXKMOJEKYISIPHBIMH B3aUMO-
NEeHCTBUSIMU KOMIOHEHTOB. [Ipy HeOOMbIIUX MaBICHUSAX, KOTIA Map C TOCTa-
TOYHOM TOYHOCTBHIO MOAYMHSACTCS 3aKOHAM HJEalbHBIX T'a30B, B COCTOSHHUU
paBHOBecCHS

0ap = (Pao/Pro)(9a/98)

TAe Pag ¥ Ppo — JaBJIEHHE MapoB YHCTHIX KOMIOHEHTOB A n B mpum Temmeparype
KUTIEHHsI cMecH, J, U U — KOOQ(UIIMEHTHI aKTUBHOCTH 3THX KOMIIOHEHTOB B JKHJI-
KoH (haze, MPUOIU3UTENFHO PONOPLUHOHAIBHBIE UX MOJIIPHBIM KOHLIEHTPALHSM.

B mapoBoii ¢asze congepxkanue Oojee JeTydero KOMIIOHEHTa TeM OoOJblIe,
YeM CHJIbHEEe Pa3JIM4yaloTcsl YNPYrocTH MapoB YUCTHIX KOMIIOHEHTOB. BakHo
oTrgaBaTh cebe OTYET B TOM, YTO €CJIH JKHJIKOCTh COACPKHUT OYeHb MaJble
KOJIM4ecTBa Oojiee JIeTy4ero KOMIIOHEHTA, OH MOXET W He ObITh OCHOBHBIM
KOMIIOHEHTOM Ta30BOH (as3bl.

Ecmu k03 (puIeHT OTHOCHTENFHOHN JIETYYeCTH JOCTaTOYHO BEJHK, BEIIECTBA
MOTYT OBITH pa3elieHbl METOJOM IEPEeroHKH — IMOCTENeHHBIM HarpeBaHHeM
CMECH COEIMHEHHH ¢ OTOOpPOM (paKIMid, COOTBETCTBYIOIIMX Pa3HBIM TeMIIe-
parypaMm. OT™MeTHM, 4TO Ais 3PQPEKTUBHOTO pa3jiesieHHs BEIlecTB, OCHOBaH-
HOTO Ha WX pa3WYHON JIETy4eCTH, HeoOXonnMo olecrednBaTh paBHOBECHE
MeXIy KHJIKOW M ra3oBoil ¢aszamu. OmgHAKO IpOCTas MEperoHKa — IMPOIecc
HepaBHOBecHBIH. [loaTomy mist addekTHBHOTO pas3fenieHus cMecell HeoOXOIUMO
WCIOJH30BaTh PEKTHHUKALHUIO.

[Ipu BBINONHEHUM MIPAKTUYECKUX 3ajiad JUISl BBIACICHUS] HEKOTOPBIX COSIMHEHHUH
OyzeT McIonb30BaThes MpocTas neperonka. OHa mocrarodHo 3((GeKTHBHA, eciH
TeMIIepaTyphbl KUTIEHH 1IeJI€BOT0 COSANHEHUS U MPUMECeH pa3iIyaroTcst XOTsS Obl
Ha 50 °C — ¥ jgake B 3TOM cliydae MPHUXOAUTCS COOHMparh BechMa 3HAYUTEIHHOE
KOJIMYECTBO MTPOMEXYTOYHOH (ppakuny, comeprkaieii 00a KOMIOHEHTa.

PexTudukanmus — nporecc pasgeneHus, TakKe OCHOBAaHHBIH Ha pa3HUIE
B TemIieparypax KWIEHHs, OJHAKO B 3TOM Cllydae B OTIIMYHE OT IPOCTOH Ie-
PEroHKH MHOTOKPATHO JOCTHUTaeTCsl paBHOBECHE MEXIy >KHIKOW M Ta30BOH
¢azamu. Pexrudukanus HamHOTO 3(h(hexkTuBHEE mMpocToil meperoHku. OmHAKO
0e3 MCIOIB30BaHUS CIIEIHAIEHOTO 000PYIOBaHUS MPOBEJACHUE PEKTHUPUKAINH
TpeOyeT 3HaYMTENbHBIX 3aTpaT BPEMEHH, TaK KaK MPOBOIUTCS C HEBBICOKOM
cKopocThio. J{71s mmpoBeseHUs peKTH(OUKAIIMH UCTIONB3YIOT KOJOHKH Pa3IMIHON
KOHCTPYKIHH, d()(QEKTUBHOCTh KOTOPBIX HETOCPEICTBEHHO CBsi3aHa CO CKO-
POCTBIO TIEPErOHKH.

Jis cpaBHUTENBHOW OLIEHKU PA3IMYHBIX KOJOHOK JJISl PEKTH(QHUKAINNA BBO-
JUTCS TIOHSTHE TeOopeTHYecKoi Tapejku. BricoTa KOMOHKH, SKBHBaJIEHTHAs
TeopeTHUecKoi Tapenke, obo3nadaercs kak BOTT. [lyis maHHOM KOMOHKY W IS



A3. OcHoeHble naGopamopHsie onepayuu 41

JaHHOM ckopocTu neperoHku BOTT — 3To BbicOTa, HA KOTOPOW JOCTUTAETCS
paBHOBecHe MEXy MapoM M XKUAKOH (a3oil. HarmsmHo KOJOHKY MOXHO TIpen-
CTaBUTh KaK COBOKYIHOCTb PAacIOJOXKEHHBIX OJHA HaJ Jpyroil o6orpeBaeMbIX
IapaMy TapesioueK, B KOTOPBIX KOHIEHCUPYETCS U CTEKaeT 0OpaTHO IUCTHIIIAT,
MpUYeM ISl KaXJA0H M3 HUX JIOCTHTaeTcsl paBHOBecHe map—xuakocts. C yBe-
nuyeHneM ckopoctu neperoHkn BOTT rtaxxke yBenuumBaercs, T. €. dpdek-
TUBHOCTb pa3/eleHUsl Ha OJHOW M TOM ke KoJoHke magaeT. Ilpu mposeneHuun
pexTHdUKAIMA HEOOXOANMO YUUTHIBATH, YTO d(P(PEKTHBHBIMU ¥ MO3BOJISIONIMMHU
MPOBOJUTH PEKTH(PHUKALMNIO C IPHUINYHONH CKOPOCTHIO SBJISIOTCS CHeNHAJbHbIE
THIBI KOJOHOK!. D()PEKTUBHOCTH TPAJUIMOHHO HMCIOIb3yeMOI B Jaboparop-
HOU TIpaKTHKE KOJIOHKH Burpe (medrermarop «enouka») JTHIIb HE3HAYUTEIHHO
otnuyaeTcst mo 3GGEKTUBHOCTH OT OOBIYHOHN MpsiMO# TpyOku (A7l meperoH-
k1 co ckopoctbio 400 mu/4 mpu muamerpe 24 mm BOTT o0brvHON TpyOKH
cocraBisier 15 cM, a xonoHku Burpe — 9 cm). HeoGXomuMoCTh UCTONBb30BaHHS
CHEIHANTBHBIX KOJIOHOK M HACaJOK I PEKTU(HUKAINN OTPaHNYMBAET ee IIUpO-
KO€ WCIIOJIb30BaHKE B OPraHMYECKOM INpakThkyme. 1o 3Toil mpuymHe B HACTOS-
meM 1mocoOuu pekTuukanus noApoOHO 00CYXIaTbes He OyIeT, a JKelarolue
O3HAKOMHTBHCS C TEOPETUYECKUMH OCHOBAMH M MPAKTUYECKUMH MpHEMaMH MO
€€ OCYIIECTBICHHIO MOTYT OOpaTHTHCSA K JOTOJHUTEIBHOU JIUTepaType.

IIposedenue npocmoii nepezoHKu

[IpocTas meperoHka MpHUMEHSETCS ISl KUAKOCTEH, KHUISIIUX B HHTEP-
Basie ~40-150 °C, npuuem mpu HU3KUX TEMIIEpaTypax BO3ZHUKAIOT OMpeacICHHBIE
3aTpyIHCHHs ¢ 0OeCIeUeHHEM IMOJHOTH KOHJIGHcAIuu mapos, a Beime 150 °C
MHOTHE COCIWHEHHUS B 3aMETHOW CTEIEHH pa3iararoTcs.

Bricokokumsmue *XUAKOCTH MEPETOHSIOT MOJA YMEHBIICHHBIM JaBICHUEM —
B BaKyyMe, CO3/aBaeMOM BOAOCTPYiHBIM (8—15 MM PT. CT.) WIM POTAIMOHHBIM
macissaeiM (1-0.01 MM pT. cT.) HacocoMm.

[Ipubop mist MeperoHKy Mo OOBIYHBIM JaBlicHHEM H300pakeH Ha puc. 19.
OH COCTOUT W3 KPYIJIOAOHHOM KoJOBbI, Hacaaku Bropma unu Knsiizena ¢ tepmo-
METPOM, HPSIMOTO XOJIOAWIBHUKA, aJOHXa M NMpPUEMHUKA. B KauecTBe mpuem-
HUKa IIPH TaKOH MEPEeTOHKE NOMYCKAeTCs MCIOIb30BaHUE ILIOCKOTOHHBIX KOJIO.
HarpeBanue ocymecTBISIOT ¢ IMOMOLIBI0 HarpeBaTeIbHOW OAaHU WM TOPEIKU
(mas BRICOKOKMIAIIUX coenuHeHuil). Ilepen meperoHkoit mis obecredeHus
PAaBHOMEPHOTO KHIICHHS B JKHIKOCTh MOMELIAIOT 3allasHHBIE C OJHOTO KOHIIA
CTCKJISIHHBIC KalUISPHI, HECKOIBKO KYCOYKOB IOPUCTOTO (hapdopa Min MOJIEKy-
JISIpHBIE cHTa — «Kumenku». Cieayer obpaliars BHUMaHHE Ha TO, YTOOBI IIAPHK
TEPMOMETpa MOTHOCTBIO OMBIBAJICA MapaMHu, T. €. HAXOIMJICS HECKOIBKO HIKE
OTBOJIHOW TpyOku Hacajaku. OO0bembl mpueMHHKa E W meperoHHO# KoyiObBI A
JOJKHBI OBITH OJMHAKOBBHI.

KonudecTBO XUAKOCTH B NMEPErOHHONW KO0JIOE HE OJDKHO IMPEBBHIIATH II0-
JIOBUHBI 001Iero ob6beMa KonObl. IIpu meperoHke B BaKyyMe HCIOIB3YIOT
aQHAJIOTHYHBIE MPHOOPHI — TOJIBKO BMECTO KPYIJIOAOHHOH KOMOBI C Hacaakoi

! Kononku ¢ Tak Ha3pIBaeMbIMU Kolbyamu Pamuza, HacaJlkaMHu U3 CTCKIISIHHBIX CITUPAJICK,

KOJIOHKM BpyHa WM KOJOHKM C Bpaularouieiicsi JTeHTOM.
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Puc. 19. 1 - MNpubop ana neperoHku: A — KpyrnofoHHasA Konba c BewectBom; b — Hacagka
Biopua; B — Tepmometp; I' — npamon xonoaunbHuk; [ — anoHx; E — npneMHunk. 2 - Hacagka
KnanseHa ¢ TepmomeTpom

0000000

2

Puc. 20. Kon6bl KnanseHa (1) n ®aBopckoro (2) ana neperoHky B Bakyyme

MpeanoYTUTENIbHEE UCTOIb30BaTh clenuaibHbie Konobsl Kinsiizena nnu Pa-
BOPCKOTO, B KOTOPBIX OTCYTCTBYET IUIM(OBAHHBIA MEpEXoa Mexay KoIOoi
u xonoxuwnbHuKoM (puc. 20).

IIpuGop Aas BaKyyMHOIi MeperoHKH IpejacTaBisieT coboil kondy Pasop-
ckoro win Kusiizena (cm. puc. 3, 20). B Hmxuuii numud koaObl 0OBIYHO BCTaB-
JAeTCS KamWuIsAp — TOHKas CTEKJsHHas TpyOKa, ¢ OJHOTO KOHIA OTTSHYyTas
MPaKTHYECKH JO TONIIMHBI BOJOCA M JOCTHTAIONIas JHA KOJIOBI, C APYroro —
UMeronIas OJIMBKY U HaJeBaHWS PE3MHOBOIO IIJIaHTa WiW KpaH. Kammmmsp
OTTATUBAIOT Ha CTEKIONYyBHOW ropeike (0ObIYHBIC Ta0OPATOPHBIE TOPENKH
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<«— Bakyym

Puc. 21. A - npub6op ans neperoHkn B Bakyyme: 1 — Konba KnaiizeHa c xonognnbHMKOM;
2 - kanunaAp; 3 — TepMomMeTp; 4 — anoHX; 5 — «nayk»; 6 — npremHble Konbbl. b — anoHx
((nayK))

Hed(h(HEKTHBHEBI) HEIOCPEACTBEHHO IEpel Imeperonkoi. IIpu HeoOXO0aMMOCTH
K KalmWuIsApy 4Yepe3 OJIMBKY IPUCOCAUHSIOT 3aXKHM JJIsl PETyJIHPOBKU MOTOKA
BO3JlyXa MM XJOpKalnblueBylo Tpy6ky'. Konba ams meperoHku nmbo yixe
HMEET XOJIOJAMIBHUK, JIN00 K Hell XONOIUJIbHUK MpucoenuHsoor. Ha Beixoze
XOJOUIbHUKA HAJCBAeTCs AJOHXX C M30THYTHIM HAaKOHEYHHKOM W Hacajka-
«rmayk», obecreynBaroias 0oTo0p B NPUEMHHUKH KUISIIUX TPU Pa3HBIX TeMIIe-
parypax Qpakmuii 6e3 cHATHA Bakyyma. Takas Hacaaka obecrieduBaeT OoTOOD
4eThIpex (paKIyi, MPUIEM 3TO YHCIO MOXHO yBEIUYHUTH, UCIIOJIB3Ys BMECTO
OJIHOTO W3 NMPHUEMHHUKOB TaKyl0 K€ HAacaJKy ¢ MpHeMHUKamH. bonee mpocToii
BapHaHT — HMCIOJb30BAaHME allOH)Ka THIA MAayK», MO3BOJSIOIIEIO cCOOpaTh
Tpu (pakuuu (puc. 21).

BHUMAHMWE! Ilpu BakyyMHO# NeperoHKe KaTeropu4ecku 3amnpemniaercs
HCNOJIb30BAaTh B Ka4eCTBe NMPHEMHHKOB MJIOCKOTOHHbIE KOJIObI!

PexoMeHIyeMbIii 00beM KOJIOBI JJI1 BAKYYMHOW MEPETOHKH — BIBOE OOJbIIIe
o0beMa MeperoHseMON JKUIKOCTH.

Jas u3MepeHus AaBJeHUs NPH BAaKYYMHOIl MeperoHKe 00bIYHO HCIOJIb-
3YIOT PTYTHbI€ MAHOMETPBI. DTH NPHUGOPHI U3TOTOBJIEHBI U3 CTEKJAa, U NPH
HENMPaBHJIbHOM 00pallleHHuH MOTYT OBITH JIETKO Pa30ouThI, YTO MPHBEIET
K pa3juBy pPTyTH.2

1
2

HpI/I NEPETOHKE JICTKOTUAPOJIU3YIOINXCS BEIIECTB.
I[aBJ'IeHI/Ie B CUCTEMC Ul NEPETOHKHU IO €€ OKOHYaHHU CJIICAYCT BbIpaBHUBATHL IMMOCTEIICHHO,
C IIOMOLIBIO KpaHa MaHOMeTpa!
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[Ipu BakyyMHOW MeperoHKe HEOOXOAMMO COOJIONATh CIEAYIONIUE MpaBUIIa:
¢ Ilepen meperoHKol 0O0S3aTENBHO HANEBATh 3AIUTHBIC OYKH WU MACKY.

e CHayaja MOJHOCThIO COOMPAIOT MPUOOpP, MPUCOSAUHSIIOT MAHOMETP, BaKy-
YMHBIC [UJIAHTH U [UIAHTH U BOJBL. 3aT€M BKJIHOYAOT HACOC, 3aKPHIBAIOT
KpaH, COCAMHSIONIMNA MaHOMETP ¢ aTMOC(epoii, U Yepe3 HEKOTOPOe BpeMs
OoTKpbIBatoT KpaH U-o0pa3Hoil TpyOku co pryThio. Uepe3 1-2 MHUHYTHI
MaHOMETp JOJDKCH IMOKa3aTh JNaBlICHUE, MPHUOIU3UTENBHO COOTBETCTBYIO-
1Iee JaBJICHUIO HACBHIIICHHOTO Mapa BOJBI IIPH TEMIEpaType BOJONPOBOIA
(10-26 MM pt. cT.).

* CKOpOCTh NEPETOHKH MOJAEPKUBAIOT Ha ypoBHE 1-2 Kamenb TUCTHILIATA
B CEKyHJY.

* [lo okOHYaHWM TIEPETOHKM CHaudaja clieAyeT 3aKkpbITh KpaH U-obGpasHoit
TPYOKH CO PTYTBHIO B MaHOMETpE, 3aTeM NPEeKpaTHUTh HarpeBaHHUE, IaTh
npUOOPY OCTHITH M CHATH BaKyyM.

* BripaBHHBaHHE JABICHUS C aTMOC(HEPHBIM MIPOU3BOIAT JIHOO OTKPHIBAHH-
€M KpaHa, COeIUHSIOIMIEI0 MAaHOMETP ¢ aTMoC(epol, TuO0 MyTeM CHSITHS
¢ mpubopa BaKyyMHOTO IUIAHTa, JTHOO aKKypPaTHBIM H3BICYCHHEM TEPMO-
MeTrpa. Hu B Koem ciiyyae He OTKJIK4aiiTe AJs1 3TOr0 BOAOCTPYHHBIMH
Hacoc! HeusbexHoe B 3TOM cllydae 3acachblBaHHE BOIBI B MpHOOp MpH-
BEJIeT K MOMAaJaHHI0 €e B MPUEMHUKH C BEUIECTBOM, B MaHOMeTp (OTKyaa
€e HEeMpOCTO W3BJICYb) U MPHU MOMAJAAHHH B HEAOCTATOYHO OCTBIBIIYIO
MEPEroOHHYI0 KOOy K €€ B3pBIBY.

* Bce omepanumn, cBsi3aHHbIEe ¢ BAKYyMHPOBaHHEeM NPUOOpa, NPOBeIeHH-
€M MePeroHKH M CHATHEM BaKyyma, pa3pemiaeTcsl MPOBOAHTH TOJBKO
nocje 0CMOTpa MpUOOpa mpenoxaBaTesieM W MOJ €ro HaOJII0IeHHeM.

OObruHbIi npubop Asst meperoHkd (cM. puc. 21) MoxeT ObITh HCHONB30BaH
W U TIEPETOHKH TBEPIBIX BEIIECTB, TEMIIEPAaTyphbl IUIABICHHUS KOTOPBIX CY-
IIECTBEHHO HIDKE MX TemIieparyp KumneHus. [JJis 3TOro meperoHKy MpOBOJIST,
JUIIb BpeMs OT BPEMEHHU BKJOYas TOK BOJBI B XOJOAMJIBHUKE, U TPU ITOM
BHUMATEJIbHO CIEIAT 32 TeM, 4TOOBl KPHCTAJLIU3YIOIeecs] BEIIeCTBO HE «3a-
OUBAJIO» XOJOAUJILHUK U aJIOHX.

Bo3zronka

JlaBneHre mapa TBEpIBIX BEIIECTB, KaK M KUIKOCTEH, TaKkKe pacTeT MPH IOBHI-
IICHWH TeMmmepaTypsl. s MHOTMX BemIecTB JIaBJEHHE MapoB JOCTUTAET aT-
Moc(epHOro IpH TeMIepaType HIDKE MX TeMIepaTypsl miaBieHus. Ecim mpu
9TOH TemIiepaTtype He HaOJI0aeTcs pa3ioKeHus, BEIIECTBO MOXKET OBITH OYH-
meHo BO3roHkoii (cy6aumanueii). IIpocTeiimmii mpudop Asl BO3TOHKH TIPH
aTMOC(EPHOM JaBIEHUH COCTOMT M3 (hapPOopoBOil YAIIKM M MOCTAaBICHHOW Ha
Hee CTEKISHHOW BOpoHKHU (puc. 22). /InaMeTp BOPOHKH AOJDKECH OBITH HEMHO-
ro MEHbIIEe JuaMeTpa Jamkd. TpyOKy BOPOHKH HEIUIOTHO 3aKpBIBAIOT BaTOH.
B wamky momemiaioT BeIecTBO, KOTOPOE CIIEAyeT BO30THATh, HAKPHIBAIOT €T0
¢unpTpoBaNbHON OyMaroil ¢ MpoAeNaHHBIMH B HEW TOHKHMH OTBEPCTHIMH,
1 HauuHAIOT Harpes. IIpu Temneparypax BbIIIe TOYKH BO3TOHKH B TEX CITydasXx,
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Puc. 22. MpncnocobneHus ana BO3roHKU. 1 — npocTeiwmnii Nnpmbop ANA BO3FOHKW MOA
aTMochepHbIM AaBfieHnem; 2 — Npmbop 1A BO3TOHKM B BaKyyme

KOT/Ia BEIIECTBO 3arpsi3HEHO JICTKOIUTABKUMH TIPUMECSIMHU, MOXET HaOJIF0IaThCs
o0pa3oBaHHEe KOPKH BEIIECTBA W TPH €€ PACTPECKUBAHUU MOTYT OBITH IIO-
TEpH BEIIECTBAa, KOTOPHIE, KPOME TOrO, YBEIHYHMBAIOTCS H3-3a TOTO, YTO TPHU
KOHJICHCAIlUW HE BCE BEIIECTBO OCAXKIAaeTcs Ha CTEHKax BOpPOHKH. [loaTomMy
MPEINOYTHTENbHEE TIPOBOJIUTE CYOIMMAITHIO TIPU TEMIIEPaType HECKOJIBKO HIDKE
TEMIIEPaTypsl BO3TOHKH.

O4eBUIHO, TANEKO HE BCE TBEPABIC BEIIECTBA MOTYT OBITh BO3OTHAHBI MPU
HOpPMaJIbHOM JaBieHUH. OTHAKO METOJ BO3TOHKH MOXET OBITH MCIIOJIb30BaH
IUIL OYeHb OOJIBIIOT0 YHCIA OPTraHWUYECKUX COCIUHEHUU, €CIH TPOBOIHTH
ee B BakyyMme. [Ipubop i mpoBefeHHs] BO3TOHKH B BaKyyMme H300pakeH
Ha puc. 22. BemecTBo MOMEMAIOT B MIMPOKYI0 MpoOupKy co nutudom. [mas-
Has 4acTh MpuOOpa — NUIH(OBaHHAS KPBINIKA — HAcaJKa C BaAaKyYyMHBIM OT-
BOZIOM, B KOTOPYIO BIIasiH MaJbYUKOBBIH OOpAaTHBIN XONOAMIBHUK. Bosronka
MIPOBOAMTCS CIEAYIONIUM 00pa3oM: B MPOOMPKY MOMEMIAIOT BEIIEeCTBO, CMa-
3BIBAIOT MUTH(}, 3aKPBIBAIOT MPOOUPKY HACATKOHM ISl BOTOHKH, MOIKIIOYAIOT
npubop K BaKyyMHOMY HAcOCY, BKIIOUAIOT BOAY U HAYMHAIOT HArpeBaHHE.

Bosronky ciiexyeT mpoBOAMTH ¢ HEOONBIIOW CKOPOCTBHIO — B ITOM Clydae
MOJIy4yaroT Ooyiee YMCTHIE BEIIECTBA.

A3.5. Nepezonka ¢ 800AHbIM Nnapom

ITeperonka ¢ BOASHBIM MapoM — OJWH W3 PaCIpPOCTPAHCHHBIX METOJOB BhIje-
JICHUSI U OYUCTKH OPTaHMYECKHUX BEIIECTB. DTOT METOJ[ IIUPOKO MCIOIB3YyeTCs
HE TOJIbKO B J1Ta0OpaTOpHOW MpaKTHKE, HO U B MPOMBIIUICHHOCTH. [leperonka
C MapoM MPUMEHHMAa K BEIIeCTBaM, KOTOpPbIE MPAKTHYECKH HE CMEIINBAIOTCS
U HE B3aMMOJICHCTBYIOT C BOJIOM.
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HepeFOHKy C IIapoOM HCIIOJB3YIOT B PA3JIMYHBIX LCIIAX:

* IS BBIACTICHHS W3 CMECEH M OYNCTKH BEIIECTB, KOTOPHIC KUITAT NIPU OYCHb
BBICOKOH TeMIlepaType WJIH BOOOIIe He NEeperoHsroTcs 0e3 pas3ioKeHHs;

* ISl OYHCTKH BEILECTB, 3arpsi3HEHHBIX OONBIINM KOIMYECTBOM CMOJIACTBIX
HEJIeTYYHUX MpUMEceH;

* IS OTHEICHHUS HEJIETYYHX C IMapOM TBEPJIBIX BEMICCTB OT BBICOKOKHIIS-
HIMX pacTBOpuTesiell (Hampumep, HUTPOOEH30JI ¢ TEMIEPATYPOi KHUIIEHUS
210 °C MOXHO JIETKO OTOTHaTh ¢ BOASHBIM mapom mpu 99 °C);

* IS BBIICTICHUS MAaJOPAaCTBOPHUMEIX B BOZE BEIIECTB, MMCIOMINX MPH TEM-
neparype okono 100 °C 3ameTHOE maBieHHE Imapa.

[leperonka ¢ mapoM OCHOBaHa Ha TeX K¢ (PU3UKO-XUMHUYECKUX MPUHITUTIAX,
9TO W TmpocTas meperoHka. C MOBBIICHHEM TEMIEPaTyphl JaBICHHE NapOB
M BOJIBI, ¥ HE CMEIIMBAIONIETOCS C BOJON BelIecTBa BO3pacTaeT (MPaKTHUECKH
He3aBucnMO). KuleHne HadMHAETCs, KOTJa CyMMa MapIlHalbHBIX IaBJICHUMH
HACBHIIIEHHOTO MMapa KOMIIOHEHTOB CTaHOBUTCS paBHON arMochepHOMY HaBiie-
HUI0O — WHBIMH CIIOBaMH, TOYKA KHUIIEHHS CMECH BOJBI U JICTY4YeTrO BELICCTBA
o6eryH0 Hmke 100 °C (me ciemgyer 3a0GpIBaTh O TOM, YTO BOIHBIE PACTBOPBI
HEJIETYYHX BEHICCTB BCETr/a KWITAT BhIIIE, 4eM 4ucTast Bojaa). COriacHO 3aKOHY
JanpToHa, cCyMMapHOe JaBlieHHe napa P paBHO CyMMe HapliajibHbIX JaBICHUN
MMapoB NEPEroHsIeMOro BemecTBa A u Boasl B: P = p, + pg.

B mpomecce nmeperoHku B XOJIOAMIBHUKE OyOYT OMHOBPEMEHHO KOHACHCHPO-
BaThCs Mapbl BOABI M IEPErOHSAEMOTo BemecTBa. OTHOCHTEIBHOE KOMHYECTBO
BEIIECTBA, OTTOHIEMOTO C BOASIHBIM ITapOM, MOKHO HAWTH MO CIEAYIOIEMY
YpaBHEHHIO:

Qa _ DMy

Qs 18p,

rme Q, — Macca BemecTBa B aucTHLIATe, Qp— Macca BOABI B AHCTHILIATE,
M, — monexkymnspHas Macca BemecTBa, 18 — MmonekymspHas macca BOJIBI;
Pa — IaBJCHHE MapoB BEIeCTBa IPHU TeMIIepaType MEPEeroHKH; pp — JaBlICHUE
[apoB BOMABI MPH TEMIIEpaType MEPErOHKH, KOTOPOE OMPEACISIIOT MO CIEIU-
a’dpHBIM Tabnunam; p, = 760 — pg. OTcroga Macca BOAbI, HeoOXomumas ISt
neperoHku 1 r BemiecTna:

18py

0 760 o)

[Ipubop nis MEeperoHKH ¢ BOASHBIM MapoOM COCTOMT U3 HapooOpaszoBarels,
MEepPEeroHHONW KOJOBI, AIMHHOTO 3(Q(EKTUBHOTO XOJOAMJIBHHKA M TPHEMHHKA
(puc. 23). ITapooOpa3oBarenab IpeACTaBIsET cO0Oil MeTalUIMYECKUil cocyn
(ero MOXHO 3aMEHHTH OOBIYHON KpPYIIMOAOHHO# KOMOo#t emkocThio 1.5-2 1),
HMEIOIUN MPeJOXPaHUTEIbHYI0 U BOAOMEpPHYIO TpyOku. IlpenoxpanurenbHas
TpyOKa JOXOAWT MOYTH A0 JHA MapooOpazoBaress W MPH PE3KOM MOBBIIIEHUH
JaBJIeHUs B MapooOpasoBaresie M3-3a CHIIBHOTO HAarpeBaHHs 3TO IMOBBIIIEHHE
KOMITEHCHPYETCS MOTHATHEM BOJBI 10 MPEJOXPAaHUTEIBHON TpyOKe.
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Puc. 23. MNpubop gna neperoHkn ¢ napom: 1 — napoobpaszosatesnib, 2 — TPOWHUK C KPaHOM,
3 - neperoHHan Konba, 4 — XONOAWNbHUK, 5 — anoHX, 6 — NPUeMHKK, 7 — NpefoXpPaHUTENb-
Hasa TpyOKa, 8 — NoKa3aTenb YPOBHA XNAKOCTM B Napoobpa3osaTene, 9 — MeTann3mpoBaH-
Hasa acbectoBan ceTka

[TapooGpa3oBaTens COEAMHEH C MEPETOHHOW KOIOOW MpH MOMOIIH PE3HHO-
Boi TpyOku. B kadecTBe MEperOHHOH MOXXHO HPUMEHATH KoiaOy Bropma wmm
0OBIYHYIO KPYITIOZOHHYIO KonOy. TpyOka, 1Mo KOTOpoil map BBOAHMTCS B KOJOY,
JOJDKHA JOXOMUTH TOYTH A0 CaMOTO JHA KOJOBI.

Heobxonumo He moryckarth mepedpoca meperoHseMoi JKUAKOCTH B IPUEMHHK.
Just aTOTO TIeperoHHas Koida MOIDKHA UMETh JIUHHOE TOPJIO U PaclonaraThes
HakiIoHHO (puc. 23), 4yTOOBI OpBI3rH HE TONaJald B MApPOOTBOAHYIO TPYOKY,
COCTMHEHHYIO C XONOMMIEHUKOM. K00y HamomHSIOT JKHUIKOCTRIO HE Ooiee dyem
Ha 1/3 ee oObema.

Mexay mapooOpa3oBaTeneM M KOJIOOW MOMEIIAIOT CTEKJISHHBIH TpOW-
HUK. ETO0 OOKOBOW OTPOCTOK CHAOKEH KpPaHOM WM PE3MHOBON TpyOKOi C 3a-
KUMOM. DTOT TPOWHHK BBIMOJHSAET POJb BOoAooTAenuTens (B Hadaie mepe-
TOHKH KOHAEHCHUPYETCS HEKOTOpPOE KOJMYECTBO BOJBI, KOTOPYIO HEOOXOANMO
CJIUTH) W, YTO BA)XKHO, Mepe] MpeKpallleHueM HArpeBaHHus Mapoodpa3oBa-
TeJsl KPaH WJIHM 32KUM TPOHHHUKA OTKPBHIBAIOT, TAK KaK B MPOTHBHOM
cjyvyae KUAKOCTh M3 MePeroHHOW KoJ0bl 3 OyaeT mepedpolleHa B mapo-
odpazoBaTtean 1.

IleperoHky ¢ BOASHBIM MapoM BeAyT cleayrommm oOpazom. IlapoobGpaso-
BaTeNb 3alOJHAIOT BOAOH MPpHOAH3UTENbLHO HA 2/3 ero o0beMa M HArpeBaroT
0 TemmepaTypsl kuneHus. OZHOBPEMEHHO HArpeBalOT IEPETOHHYIO KOJIOy.
Bce smo epemsa mpounux omxpwim. Korma Boja B mapooOpaszoBareie 3a-
KHUIIUT, TPOWHUK 3aKPBIBAIOT UM HAYMHAIOT neperonky. Obpasyroomuecss mapbl
KOHJICHCUPYIOTCSI B XOJOIWUIBHUKE U MOCTYMAIOT B MPUEMHHUK B BHUAE IMYJIIb-
cuu. Ecnu BemecTBO ocaxkaaeTcs B XOJOIUIBHUKE B BUIE KPUCTAJUIOB, TO Ha
KOPOTKO€ BpeMs CIMBAIOT W3 XOJIOJWIBHHUKA OXJaKIAIOMIYI0 BOAY, U HIAY-
mpe U3 KOJOBI maphl pacIIaBiSIOT KPUCTALIBL. IIpu 3TOM HYXHO CICIUTH,
yTOOBl HE CKOHJICHCHUPOBABIIMKCS B XOJOAWJIBHUKE Hap HE YBIEK ¢ coOoi
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Puc. 24. Mpubop AnA NeperoHKN ¢ BOAAHBIM MAapPOM HEOOJbLINX KONNYECTB BeLlecTBa

MeperoHsieMoe BEIIeCTBO. BryckaHue XOMOIHOM BOIBI B XOJOIWIBHHUK CIEAYET
IPOU3BOJUTE C OCTOPOKHOCTHIO.

Ileperonky BeyT 0 TeX MOp, MOKa W3 XOJOAWIHHHKA HE HAYHET BBITEKAThb
yHucTas BoAa. B KOHIIE MEeperoHKH CHavajla OTKPHIBAIOT TPOWHUK, a 3aTEM TacsT
ropenku. JQUCTHIIAT pa3aeisiioT ¢ IMOMOINBIO JEIUTEIbHON BOPOHKH, BOIHYIO
a3y npu HEOOXOAMMOCTHU SKCTPATHUPYIOT MOAXOASIIUM PAaCTBOPUTEIEM, KOTO-
phIf 3aTeM ymapuBaloT.

Il meperoHKH ¢ mapoM HeOoJbIIMx KonudecTB BemectBa (5—7 r) MOX-
HO KCIIOJIB30BaTh YIPOIICHHBIH TPUOOpP, COCTOSIIUN U3 Habopa A MPOCTOH
neperoHku ¢ Hacaakoil Kisiizena. B 3Ty Hacanky BCTaBJISIIOT KalelbHYIO BO-
POHKY 0e3 00BOAa, B KOTOPYI0 HaiuBaercs Boga (puc. 24). 3areM mpoOBOISAT
OOBIYHYIO IEPEeroHKY, COOMpas CMeCh LEJIEBOro MPOAYKTa U BOJBI, KOTOPYIO
[0 Mepe pacxoJ0BaHus NpUOABIAIOT B KOJOy.

A3.6.  Xpomamozpagus

OcCHOBHBIE IPHHIMIIBI
U KJIaccu(puKanus XxpoMarorpadpuyecKux MeToA0B

Xpomarorpadudeckuid METO/I aHAJIM3a BIIEPBBIE ObLIT MPUMEHEH PYyCCKHUM OOTa-
nukoM M. C. Ilsetom B 1903 1. mist pasmeneHus PacTHUTEIBHBIX IMHTMEHTOBR.
Pasnenenue nmurmMentoB IIBeT MpoBOAMI B CTEKISHHOH KOJOHKe (TpyOKe), Ha-
MOJHEHHON cyxuM TBepasiM agcopbentom (CaCO;). CHavyanma pacTuTeNbHBIN
Marepual oOpabaThiBajid OPraHUYECKHUM PACTBOPUTENEM ISl SKCTPAKIHH
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IIMI'MCHTOB. HOqueHHLIﬁ OKCTPAKT BBOAWJIM B KOJIOHKY. KoMmmoHeHTsl 3KC-
TpaKTa NepeMCIiajJInuCh MO KOJOHKE C pa3J'II/ILIH0i/JI CKOpPOCTBIO, 06pasy${ OTACIb-
HBIC OKPAIICHHBIC KOJIbIIA. HpI/I nocjaeayromeM MnpoOMbIBaHUH (SH}OI/IpOBaHI/II/I)
KOJIOHKH paCTBOPHUTCIIEM BCUICCTBA YAAJIOCH IMOJTHOCTBIO PAa3dCINUTh. IIJ'ISI 9TOro
BJIaKHBIN ancopGeHT HOCJINKOM H3BJICKAJIM U3 KOJIOHKH, pa3pe3ajii Ha OTACJb-
HBbIC CTOJ'I6I/IKI/I, N3 KOTOPBIX JKCTpAarupoBajii BEHICCTBO, yIIapHUBaJIA U HCCJIC-
JOBaJIX OCTATOK.

COBpeMeHHBIe ABTOMATU3HUPOBAHHLIC XpOMaTOFpa(bI/I‘IeCKI/Ie MCTOJbI pasjec-
JICHUS HMEIOT OUYECHb OOJIBIIHE BO3MOXKHOCTH H CUYHTAIOTCSA KJIaCCHYECKHMH
MCTOAAaMHU pPa3ACJICHUA OPraHUYCCKUX U HCOPTaHUYCCKUX BCHICCTB. OTH MeTo-
Abl MO3BOJIAKOT PasACiIsATh OPraHNvYC€CKUC COCANHCHUSA CO CXO)IHOfI CTPYKTypOf/JI
U HCOPTaHUYCCKUC COCAUHCHUA C OJIM3KUMH XMMUYECKMMHU CBOMCTBAMHU.

XpOMaTOFpa(l)I/I‘-IeCKI/Ie MCTOJAbI HIMPOKO MPUMCHAIOT B PA3JIMYHBIX OTPACIAX
HAayKW W TCXHHUKHU, B TOM 4YHCJIC B OUOXMMUHU U MOJ'IeKynSIpHOﬁ OUOJIOTHH. XpO'
MaTOFpa(l)I/I‘leCKI/Ie METOJBI UCHOJB3YIOTCA AJI PCIICHUA CICAYIOIIMX 3a1aadv.

* pa3JeneHHe CIOXKHBIX CMECeW HEOpPTaHWYEeCKHX M OPraHHYECKUX Be-
IIECTB,

* BBIJCICHHE MHIAMBHUAYAIbHBIX BEIECTB (OENKOB, YIIIEBOJOB, BUTAMHHOB,
(epMEHTOB, JIUMNHMIOB, aMUHOKHKCIOT, OPraHMYECKUX KHMCIOT, aHTHOUO-
THKOB H JIp.) M3 CJOXHBIX CMECEH,

¢ OYHMCTKAa MHAUBHIAYAJIbHBIX BCHICCTB OT HpHMeCCP’I U CMOIJIBI,

* KOHIICHTPHPOBAHHE BEIIECTB M3 CHIBHO Pa30aBICHHBIX PACTBOPOB, U AP.

Xpomarorpadus OCHOBaHA Ha paCHpEICICHIH KOMIIOHEHTOB CMECEH MEXIY
JBYMS HECMEIIMBAIOMUMUCS (PazaMHu — HEMOIBH)KHOW W IMOJBIXHOU. B ka-
4eCcTBE HEMOJBMKHON (ha3sl (HOCHTEINS) MCHOJIB3YIOT TBEPAOE BEIIECTBO WITH
JKUJIKOCTh, HAHECEHHYIO0 Ha TBEPJbI MHEPTHBIM HOCHTENb. [lonBMKHOM (a3zoi
CIIyXUT Ta3 WIH XUIKOCTh, KOTOPHIE COAEPKAT CMECh pa3leisieMBbIX BELIECTB.
B 3aBucHMOCTH OT MpUPOIBI comep aliel BemecTBO (a3pl pa3indaroT raszo-
By (I'X) u xuaxoctayro (JKX) xpomarorpaduro. M3-3a pasinuyus IPUpPOILI
HOCHUTEJSl YUCIO BUIOB XpoMarorpaduu yBEITHYHUBAETCS IO UYETHIPEX. ra3o-
tBepaodasuasn (I'TX), razo-xuakocruas (I7KX), skuakocTHo-TBepaodazHan
(OKTX) u xkuaxocth-xkuaxoctHas (KXKX); mpyroe massanue XTX — mpe-
NnapaTMBHAs KOJIOHOYHAasl XpoMaTorpadgus.

Xpomartorpaduueckue METOABI pa3[eICHus] OCHOBAHBI HA TOM, YTO OTIEINb-
HbIC KOMITOHEHTBHI CMECH MEPEMEIAIOTCS M0 KOJIOHKE ¢ Pa3IMdHON CKOPOCTHIO
U JOCTUTAIOT BBIXOJA Yepe3 pasHbIe MPOMEXKYTKH BPEMEHH.

PacTBopuTtesns (Wiau ra3), MPOXOISINUI Yepe3 KOJOHKY, Ha3hIBAIOT 3JII0EH-
TOM, TIPOIIECC IMEPEMEIICHHSI BEIIECTBA BMECTE C DIIOCHTOM — DIIIOMPOBAHUEM.
Pazpaboransl MeTomsl OOHApY>KEHUS M KOJIHMYECTBEHHOTO OIpPEACICHHS pa3-
JeISIEMBIX COCIUHEHUM, KOTOpble HEe 00A3aTEIbHO IOJKHBI OBITH OKPAICHEI.
B coBpeMeHnHO#l kKoMOHOYHOHW Xpomatorpaduu TBepaywo ¢aszy, Kak MpaBuio,
HE M3BIIEKAIOT M3 KOJOHKH, a JJIIOMPOBAaHHE MPOBOIAT A0 TeX MOp, MOKa OT-
JIeTIbHbIE BEIIECTBA HE BBIMAYT OJHO 3a APYTUM U3 KOJNOHKH. Kaxapiit kom-
MMOHEHT PETUCTPHUPYIOT HEMOCPEACTBEHHO Ha BHIXOJE M3 KOJOHKH C IOMOIIBIO
pa3sHooOpa3HbIX AeTeKTOPOB ((POTOMETPUUECKHUX, MOTEHIHOMETPHUICCKUX,
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pedpakTOMETPUUYCCKHX U Ip.) HIIH K€ COOUPArOT (pakiuu KOMIIOHCHTOB
CMECH KOJIJIEKTOPOM, a 3aTeM OMNpeJeNsI0OT KOJUYECTBO BEIIECTBa, BHIOU-
pas MeToJ, MPUTOMHBIN ais 3To¥ menu. KadecTBeHHBIH COCTaB OTOOpPaHHBIX
¢dpaknuii y1o0HO KOHTPOJIHUPOBATH METOJOM TOHKOCIOWHOW Xpomartorpaduu
(TCX, pa3za. 4.1). IIpenapaTuBHast KOJOHOYHAsT XpoMaTorpadust SBISIETCS OJ-
HHUM M3 CaMbIX 3(P(PEKTHUBHBIX METOJOB BBIJACICHHUS OPTaHMYCCKUX BEIICCTB
W pa3JeyieHus UX CMecel.

B opranmdeckoM mpakTUKyMe MpenapaThBHAs KOJIOHOYHAs Xpomartorpadus
BBITIOJTHSIETCS clenyomuM obpasoM. [lepen Hauamom pasfeneHus HUCCIENyT
npoOy pacTBOpa METOAOM TOHKOCHOWHO# xpomatorpaduu (TCX, pasm 4.1;
XKejgaTeapHo co crangapToM). Muorma TCX mpoBOAST € LEIbI BbIOOpaA
JI0CHTa, obecrnednBamIero Hauoonee 3hPeKTUBHOE pa3/ElCHHE OpTraHu-
YECKHX COCAWHEHHH. 3aTeM OMpeIeisfioT HeOOXOAMMOE KOJUYECTBO HOCH-
Teas (CUNMKareib WM OKCHJ alFOMHHHS), HAChIIAs €ro B CYXYI0 KOJIOHKY.
OTMepeHHBI HOCUTENh BBICHINIAIOT B ITUPOKOTOPIYIO KOJIOY MIIM CTakaH M 3a-
JINBAIOT JTIOCHTOM. B KOJIOHKY MOMEMIa0T HEOOJBIIOE KOJIHYECTBO IITFOCHTA
U 3aTEM HAJMBAIOT CYCIICH3MIO HOCHUTEJNS B JJIFOCHTE, CIEIsS 3a TEM, YTOOBI
TBepAas (paza paBHOMEPHO 3arojHsIa KOJOHKY M HE CoIepikKayia IMy3bIPhKOB
Bo3nyxa. Kojonka roroBa. Kpan mim «3ariymiky» BHU3Y KOJIOHKH OTKPBIBAIOT,
CIIMBAIOT DIIOCHT JIO YPOBHS 1-2 MM HaJ HOCHTEJIEM U aKKypaTHO, C HEOOJb-
I0M BBICOTHI MO CTEHKAM KOJIOHKH IMOMEIAIT pacTBOP pasiesieMoil cMecH
B anoeHTe (IS 3TOT0 yA0OHO HCIOJIB30BaTh MUMETKH C H30THYTHIM KOHIIOM).
Boixoastiuii u3 KOJIOHKH pacTBOpP (3I1t0aT) COOMPAIOT HEOOIBIINMHU TOPIHIMH,
KoHTponupys ux coctaB metonoM TCX. Kak mpaBuno, tpebyerca cobpaTh
necatku (pakmuii. [1o OKOHYAHWM BBIXOAA M3 KOJOHKH IIEJICBOTO COCAMHCHUS
(dbpaknuu, CojepKamue TOJBKO 3TO COCIUHCHUE, OOBEIUHSAIOT M YIapHUBAaIOT
Ha POTOPHOM HCIapHUTeNe.

A4, KOHTPOJIb MPOTEKAHUA PEAKLIUK
W NOATBEPXXAEHWUE AYTEHTUMHOCTU NPOAYKTOB

A4.1.  Xpomamoezpagpuyeckue Memodbl KOHMPONA NPomMeKaHUsA peaKyuu
u yucmomol npodyKmoe

Jlnst 9KCIpecc-KOHTPOIIS 38 MPOTEKaHHEM OPTaHWYeCKHUX peaximii (coctas pe-
aKIMOHHBIX CMecel, TIyOnHa MPOTEeKaHWs) HA TMPAKTHKE YACTO HCIONB3YIOT
AHAIIMTHYECKYIO Ta30-KUAKOCTHYIO xpomarorpaduio (IKX) u TOHKOCIOHHYIO
xpomarorpaduio (TCX). O6a MeToqa HAXOAAT IIHPOKOE MIPUMEHEHHE IS OIpe-
JENEeHHs] CTENEHU YUCTOTHl CHHTE3UPOBAHHBIX COCAMHEHUU.

I'azo-xxuaxocTHasg xpomarorpadus

Xpomatorpaduueckoe pasaeieHHEe JEeTY4YHX CMeced MPOBOASAT B CIELH-
anpHBIX Tpubopax — xpomartorpadax. BriGop rasa-HOCHTENs 3aBUCHT OT
tumna aerekropa. CKOpoCcTh MOTOKA raza yCTaHABIWBAIOT MOCTOSTHHOM. Paz-
JenseMyr0 CMECh BBOAAT B KOJIOHKY C IOMOLIBIO JO3UPYIOLIEr0 yCTpPOHCTBa
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(o6bruHO MEKpomImpuia). KonuuecTBO BBOAUMONH CMECH OOBIYHO HEBEIUKO
u coctasnsiet 1 mxn ~0.1% pactBopa (~1 Mkr BemectBa). B cucreme BBOIA
MOJIZIEP)KUBAIOT TAaKyl0 TeMIeparypy, KoTopas oOecleynBaeT HclapeHue o0-
pasma, 3aTeM BMeCTe C ra30M-HOCHTENIeM BBEJEHHBIH ra3o00pa3HbIH oOpaser|
rmomnajaeT B KOJIOHKY, TJle MPOHMCXOIUT pa3iesieHne KoMImoHeHToB. Koionka
xpomarorpada 3armosHeHa TBEpAbIM HOCUTENEM, Ha KOTOPHI HaHECEH TOHKHUI
CIIOH HeNeTyded OpraHn4ecKoil >KMIKOCTH, 3Ta JKUIKOCTh M CIYXHUT HEIo-
JIBUKHOW (hazoi.

Paznenenne KOMITOHEHTOB OCYIIECTBIISIETCS TIPH MPOXOXKICHUN depe3 KOJIOHKY
nmapoobOpa3Horo o0pasma BMecTe ¢ ra3oM-HocuTeneM. KoMIIoHeHTs! pactipesens-
FOTCSI MEX/y JBIKYIIUMCS T'a30M-HOCHUTENIEM M HETIOJBIKHON (a3oil u mepeme-
IIAIOTCS 110 KOJOHKE C Pa3IMYHBIMU CKOPOCTSIMH, KOTOpPBIE 3aBUCST OT IPHPOJIBI
pasaensieMbIX KOMITOHEHTOB, IPUPOABI HEMOABIIKHOHM (ha3bl M TeMIepaTypbl
KOJIOHKH. [Ipoiinsd KOJIOHKY, KOMIOHEHTHI Pa3JessieMOil CMECH 10 OTAEIbHOCTH
MOCJIEI0BATEIbHO TOCTYMAIOT B eTEeKTOp. VIHTEHCHBHOCTH CHT'HAJIA JIETEKTOpa
3aBHCHT OT KOHIIEHTpAallMW KOMIIOHEHTA, HAXOJAIIErocs B BBIXOIAIIEM M3 KO-
JIOHKH TIOTOKE Ta3a-HOCHTEIIS.

3amuch curHaa JeTeKTopa Kak (yHKIMK BPEeMEHH MM 00beMa ra3za-HOCHTEIIs
Ha3bIBaeTCsd KPWUBOH 3ITIOMpOBaHMS — XpomaTorpammoii. Ha xpomaTorpamme
nMeeTcs HyleBas JIMHUS, COOTBETCTBYIOIIAS MPOTEKAHUIO Yepe3 IeTeKTOp Yu-
CTOTO Ta3a-HOCHUTENd, W pAJ HMUKOB, OTBEYAIOIINX IPOXOXKICHHUIO 4epe3 je-
TEKTOP COBMECTHO C Ta30M-HOCHTEJIEM KOMITOHEHTOB aHAJIM3MPYyEeMOH CMecH.
XpomarorpamMma xapakTepu3yeTcs BpeMeHeM yAep:KuBaHus T (Bpems, HeoO-
XOAMMOE [UIsl DJIOWPOBAHMS BELIECTBA A0 €r0 MaKCHMAJIbHOW KOHIEHTPAIIHH)
u o0beMoM yaepxkuBanus V, (00beM rasza, HEOOXOAMMBIH IS U3BICUCHUS W3
XpoMaTorpaguyeckoil KOJIOHKH MaKCHMAaJbHOTO KOJMYECTBA BEIICCTBA).

Ji1s xadecTBEHHOTO aHaiu3a MPOBOJISAT OTHECEHWE OTNENbHBIX NHKOB Ha
XpoMaTorpamMme — HIeHTH(HKanus BemecTBa. KOMIOHEHTH cMecH WACHTH(H-
OUPYIOT 10 BPEMEHHW YIEp)KWBaHUS, IIHUPOKO HCIONB3YIOT TaKKe METOJ BHY-
TPEHHEro CTaHAapTa (3TaJOHHBIC PACTBOPHI), UBMEPSIOT (PU3MKO-XUMHUECKHUE
CBOMCTBa BEIIECTB, BBIXOAAINX U3 KOJIOHKH. KOMMUeCTBEHHBIH aHAIN3 OCHOBAaH
Ha TOM, YTO TPHU IOCTOSHCTBE TEMIIEpaTypbl KOJOHKH, CKOPOCTH IMOTOKa ra3a
Y BBINIOJIHEHHUH psAfa APYTHX YCIOBHH IUIOMIAIb KaXJIOTO XpOMaTorpaduieckoro
IMKa WJIK €ro BHICOTa NPONOPLUHOHAIBHBl KOHLIEHTPALMH COOTBETCTBYIOIIETO
KOMITOHEHTa 00pasia.

Tonxocnoiinas xpomarorpagus

ToHKOCHOWHas XpoMarorpaus OTHOCUTCS K METOIY pacnpeaejuTebHOM
xpomarorpaduu, pasjelieHHe BEIECTB B KOTOPOH OOYCIIOBICHO UX pasiiny-
HbIMU KO3((UIUEHTAMHU PACIIPECIICHUS MEXIY JBYMS HECMEIIHBAOIIUMUCS
KUJIKUMU (pazamu.

Jyis moyydeHusT XpoMarorpamMM HCIOJIB3YIOT CIEIHANbHBIC aIOMHUHUEBBIC
IJIACTHHKH, TOKPBIThIE TOHKHM clioeM copbOenrta (cuiukarens, Al,03). Tlep-
Basi (paza — OpraHWYECKHUU pPAacCTBOPHUTEIb; BTOpas — ajcopOUpoBaHHas Ha
MoBepXHOCTH copOeHTa Bojga. C MOMOIIBIO Kamuuisipa pa30aBieHHBINH pac-
TBOP BELIECTBA HAHOCAT B BHJE MIATCH Ha CTAPTOBYIO JHUHUIO, MOCJIE Yero
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IJIACTUHKY TMOJCYIIMBAIOT U MOMEIIA0T
______ q)pOHT 3MN0eHTa B BCPTHKAJBbHOM IIOJIOKCHHH B KaMeE-
Py, Ha AHO KOTOPOW HaJIUTO HEMHOTO
. 3JII0OEHTA. YPOBEHBb AJIIOEHTA JOJDKEH
OBITH HIDKE CTapTOBOH nwHMH. biaro-

. Jlapsi NEVUCTBUIO KaNWJUIIPHBIX CUJ pac-
TBOPUTENb MOJHUMAETCS MO IJIACTHHE,
R, yBJICKas 3a COOOW pasmenseMble Belle-
cTtBa. HeoOxomumo, 4TOOBI INIACTHHA
HaxoIujaach B aTMocdepe, HACHIIECHHOM
rmapaMH pacTBOPHUTENS, MOATOMY Kame-
Py 3aKpbIBalOT KpbImkoil. [lo okoHYaHUH
JIBIDKEHHST PACTBOPHUTEINSI XpOMATOrpam-
MY BBIHUMAIOT U3 KaMmMepbl, OTMEYaroT
GpOHT pacTBOPUTENs, BBHICYIIUBAIOT
Puc. 25. ToHkocnolHas xpomatorpamma X BBRIABIAIOT IIATHA pasAeICHHBIX

BEIIECTB PAa3IUYHBIMH METOAAMHU.

JIis ToITydeHusT YeTKUX XpOMAaTOorpaMM HE0OXOJIUMO, YTOOBI aJcopOIus pas-
JeJIsEMBIX KOMIIOHEHTOB Ha HOCHUTEJE Obuia Ci1adoil.

[TonBIKHBIN PacTBOPHUTENH MOMOUPAIOT B 3aBUCHMOCTH OT IPHUPOIBI pasziems-
eMbIX BemlecTB U Hocutend. Kak mpaBuiio, s pasaeneHus Oojiee MOJSPHBIX CO-
CIMHECHUH UCIIONB3YIOT Ooiee MOSIPHBIE PACTBOPUTENN. YacTo MPUMEHSIOT CMECH
pacTBOpUTENeH, HAPUMEpP TeKCaH—TUXJIOpPMETaH, OCH30—3TWIAIeTaT U T. II.

OCHOBHOHM KOJMYECTBEHHOW XapaKTEPUCTUKOW BeIlleCTBa B TOHKOCIOWHOM
xpomatorpaduu seisercs BenuunHa R; (R-dakTop) — oTHOmEHHE paccro-
sHus R;, IpOHIEHHOTO BEMIECTBOM, K paccTosHHIO R, mpoiineHHOMYy GpoHTOM
pactBoputens (puc. 25).

Hna pacuera R; paccTosiHus U3MEPSIOT OT CTAPTOBOW JMHHUHU A0 IIEHT-
pa msATHA:

o ' [IuHus cTapTta

R; = R/R,

IIpu mocTosHCTBE YyCIIOBHMM 3KcmiepuMeHTa R; ompenensercss mpupoaou Be-
IIECTBa, MapaMeTpaMu COpOCHTA W CBOWCTBAMH PACTBOPHUTEIICH.

s uneHTH(UKANMY, KaYeCTBEHHOTO W KOJMYECTBEHHOTO ONPEICICHHS Be-
IIECTB B HCCIIeyeMol Mpode XpoMarorpaMMy TIOCHe pa3lelieHHs, eClId KOMIIO-
HEHTHI HE OKpaIlIeHBI, 00padaThIBAIOT CHCIUAIBHO MTOJOOPAaHHBIM PEarcHTOM,
00pasyIoIKUM C pa3ielsseMbIMH BEIIECTBAMU OKPALICHHBIE COCAUHEHUS', — NpH
STOM KOMIIOHEHTHI MpOsBIAOTCsA B Buje maTeH. B TCX yacTo nmpumeHsIoT Ia-
CTHHKH, MOKPBITHIE CJI0EM COpOeHTa, coaepikaiiero JroMuHodop. Tak kak MHOTHUE
OpraHMYeCcKHe COSIUHEHUS IMOMIOIAIOT B YIbTpadHoIeTOBOH 00acTy, pu pac-
CMaTpUBaHUM TaKOW IMJIACTHMHKU B YD-cBeTe 3TH BelllecTBa OyayT MPOSBIATHCA
B BHJIC TEMHBIX IATEH Ha cBeTsmeMcs (oHe. KomndecTBo BemecTBa B KaXKIOM
TMISITHE OMPENENAIOT OYeHb MPUOIU3UTENIHHO, CPABHEHHEM MHTEHCUBHOCTH OKPaCKU
nsTHA (MM TalleHUs JTIOMUHECHEHIIMN) 110 CPaBHEHHIO C 3TAJOHOM.

! Hanpumep, nmapamu vona B HOIHOM KaMepe.
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A4.2.  AymeHmuy4HOocmb nonyyeHHvIX cOeOUHEeHULI
u npocmeiiwiue memoosi ee 00Ka3amenbcmea

OnpenesieHne TeMNepaTypsl MIIABIEHUSA

[ KOHTPOIISI 32 CTEMEHBIO YHCTOTHI TBEPIBIX OPTaHWUUECKUX COCIMHEHUHN
9acTO M3MEPSIOT TeMIeparypy IUIaBleHUs. UwmcTele BemecTBa OOBIYHO o0Ina-
JAIOT YETKO BBIPAXEHHOH TeMIlepaTypoi IUIABICHUS, TPUMECH OOBIYHO II0-
HW)KAIOT 3Ty TeMIIeparypy WM YBEIMYUBAIOT UHTEPBAJ, B KOTOPOM ILIABUTCS
JaHHOe coeirHeHue. [l M3BECTHBIX COCAUHEHHI TeMIeparypbl IUIaBICHUS
Ta0yIINPOBAHEI.

Kiaccuueckum METOHOM OIpeNeeHHs] TeMIeparyphl IUIABJICHUS SIBISETCS
METOJ] C MCIIOJIb30BaHMEM Kamwuisipa. [Jis 3Toro BemecTBO MOMEIIAIOT B 3ara-
SITHHBIM ¢ OHOTO KOHIIA KaIMJULIP TuaMmeTpoM 1 MM, co3maBasi CTONOHWK BBICOTOMN
2-5 MM. 3areM Kanmwuisip MOMEIIA0T 3aMasHHbBIM KOHI[OM BHHM3 B HArPEBACMBbIii
070K ¥ HAONIONAIOT 32 M3MEHEHUSIMH, IPOUCXOMSIINMHI ¢ BemecTBoM. OTMeda-
0T TeMIIepaTypy, PU KOTOPOil MOsBisieTcs Kuakas (asza (Ha4ano riaBICHUS)
U TeMIleparypy, IpH KOTOPOH MCYE3ar0T MOCIEIHNe KPUCTAILIbI BemecTsa (Ko-
Her rwiaBneHus). OTMEUarOT TaKXKe BCE M3MEHEHUs, IMPOUCXOMASIIUE C Belle-
CTBOM, 2 UMEHHO — M3MCHCHHE I[BETA, PA3JIOKEHUE, BO3TOHKY W T. M. Pe3yib-
TaTBl MPEICTABISIIOT, YKa3bIBas COOTBETCTBYIOUINI TeMIIEpaTypHBIH HHTEpBal,
Hampumep 135-135.5 °C. Usmepenus moBropsor 2—-3 pasa.

Bosiee ObICTpPBIM, HO MEHEE TOYHBIM METOJIOM SIBIISICTCS METOJ IUIABICHHUS Ha
nrapuke tepmometpa. s 3TOro Ha IIapUK TEPMOMETpa, AEpiKa €ro ropH30H-
TaJbHO, ITOMEIIAI0T HECKOIBKO KPHCTAJIOB BEUIECTBA, 3aT€M, HE MEHSISI ITOJIOXKE-
HUSI, TEPMOMETP ITOMEIIAIOT Ha HEOONBIION BEHICOTE HaJl IIOBEPXHOCTHIO HArpeTon
ANEKTPOIUIHTKHU. TeMieparypy CTaparoTcs MOJHUMATh MEIJICHHO W OTMEYaIoT
TOYKHM Hayajla U OKOHYaHWS IUIaBieHus. M3Mmepenus noBTopsitor 2—3 pasa
u OepyT cpenHee 3HAYCHUE.

Hu B kxoem ciiyuae Hejdb3si KacaThbCsi TEPMOMETPOM CHJIBHO HArpeToii
NMOBEPXHOCTH, MHAYE OH MOKET JIOMHYTH!

OmnpeneneHne TEMIEPaTy Pl TUIABICHUS BEIIECTBA MO3BOJSAET CIENATh 3aKIIIO-
geHue 0 ero unctore. CIOKHOCTh 3TOTO HCHBITAHHS CBSI3aHA C TOJTYyYECHHEM
a0COJIOTHO CYXUX KPHCTAJIOB HCCIEAYEMBIX COCTUHEHUH.

Onpeueﬂe}me moKa3sarteJjisl nNpejJoMJICHUs

1 SKCIpecc-KOHTPOIISL CTETICHH YUCTOTHI )KUIKUX OPTaHUYECKUX COCAMHEHUN
MOKHO HCIIONIB30BaTh pe(pakTOMETPHIO — ONpeeIeHUE TOKa3aTeysl MpeoMiIe-
Hus. [lokazatens mpenomieHus N — OTHOIICHHWE CKOPOCTEH CBETa B TPaHUYALIIX
cpenax. Jlyist )KUAKOCTEW N OMPEAEisIOT OTHOCUTEIBHO BO3yXa.

3HaueHUs N 3aBUCAT OT UIMHBI BOJHBI CBETa A M TEMIEPaTyphl, KOTOPHIC
YKa3bIBAIOT B MOACTPOYHOM W HAJCTPOYHOM MHAEKCAX COOTBETCTBEHHO. s op-
raHUYECKHMX JKHUAKOCTEH 0OBIYHO HMcmonb3yeTcs NZ — mokasaresb NpeIoMICHHUS
mpu 20 °C s D-murunm cniextpa Hatpus (A = 589 um).

JJIsl OIICHKW CTETIEHH YHMCTOTHl OPTaHWYECKHUX JKUAKOCTEH MOKa3zaTelH Ipe-
JoMJIeHHS orpenenstoT ¢ TouHocThio o 0.0001 Ha pedpakromerpax, B KOTOPBIX
M3MEPSIOTCS TPEACNbHBIE YITIBI MOJIHOTO BHYTpPEHHEro orpaxkenws. Hanbomee
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pacripocTpaHeHHbIE pedpakToMeTpbl AOOE ¢ MPU3MEHHBIME OJIOKAMH U KOMIICH-
caTopamMu JUCIEPCUH MO3BOJNSIOT ONpenenaTh N3° B THEBHOM CBETE; OHM UMEIOT
mkany wid nudpoBoit mHAMKaTop. [lokasarenu MpeloMIICHHS aHATHUTHYCCKU
YUCTBIX OPTraHUYECKUX COCTUHEHHMM MPUBEIEHBI B CIIPABOYHMKAX M Karajorax
XUMHUYECKUX COEIUHEHUH.

CrnenyeT OTMETUTb, YTO MOKa3aTellb MPEJIOMIIEHUS MOXHO HCIOJIb30BaTh
TOJBKO JJi MpeABapUTENbHON OIEHKH YHMCTOTHI MpoaykTa. Eciaum mpoaykr
COIEPKUT MPUMECH C OONBIIMM M MEHbIIUM 3HadeHusMU NZ B SKBUBaNEHT-
HBIX KOJIMYECTBaX, U3MEPSEeMbId MOKa3aTellb MPENOMJIEHUS BEIeCTBa MOXET
COBIACTh C TAOJMYHBIM 3HAYCHUEM, OHAKO YHCTOTA ATOTO MPOAYKTa HEYIOB-
JIETBOPUTEIBHA.

IHoasipumerpus

Hexortopsle xumMudeckue coequHEHHS 00IaJaloT ONTHYeCKOil aKTHBHOCTHIO.
Ecnu uepes pacTBOp 3TOro COEIMHEHUS MPOIYCKATh IUIOCKOIOISPU3OBAHHBIN
CBET, IUIOCKOCTH MOJSPU3AIMH IPOXOIIET0 CBETa ITOBOPAUYMBACTCSA HA OINpese-
JIEHHBIH yTONM O — YroJl ONTH4YecKoro BpameHusi. OnTudeckas aKTHBHOCTh
BO3HMKA€T B TOM CIIy4ae, €CId MOJEKYJbl UCCIEIyeMOro BEIIECTBA XHPallb-
HBl — CTPYKTypa U €€ 3epKalbHOE OTPAXKCHUE HE COBIANAIOT.

IIpoayKT XMMHYECKOH peakLUuu MOXKET IAEMOHCTPUPOBATh ONTHYECKYH aK-
TUBHOCTb, €CJIH:

* BO-TEPBBIX, OJJHO U3 UCXOJHBIX COCIMHEHUM WU KaTaau3arop ONTHYECKHU
aKTHUBHBI,

* BO-BTOPBIX, PEaKIUs MPOTEKAET CTEPEOCENEKTHBHO: M3 OIPEIEICHHOTO
CTepeon3oMepa HCXOJHOTO COEOUHEHUs oOpasyercs B WM30OBITKE OIUH M3
BO3MOXKHBIX CTEPEOM30MEPOB MPOIYKTA.

XupanbHble MOJIEKYJIbl MOTYT OOpa30BBIBATHCSA U MPHU B3aUMOJEHCTBUU aXU-
panbHBIX peareHToB. OHAKO B 3TOM Cilydae oOpasyercsi CMeCh CTEPEeOH30MEpOB
B cooTtHomeHuu 1:1. Takass cMech HOCUT Ha3BaHHE palleMHYecKOi U ONTHYe-
CKOM aKTUBHOCTU HE IMPOSBISET.

[Ipubop ans ompeneneHus yria ONTHYECKOTO BPAIEHHS JOCTATOYHO IPOCT:
HCTOYHMK MOHOXPOMATHYECKOrO CBeTa, JBa mosspu3aropa (mpusmsl Hukons,
KHUJIKOKPUCTAIUTMICCKUN WM WHOW MOJSPOM), MEKIY KOTOPBIMH TOMEIIAIOT
pacTBop Hccieayemoro BeuiecTBa. Habmiomarens BpaliaeT BTOPOH MOJSpU3ATOP
U 100MBaeTCss MaKCHMAaJbHOH SPKOCTH TPOXOAALIETO cBeTa. BemwumHa yria,
Ha KOTOPBIH OKa3bIBA€TCs MOBEPHYT BTOPOH MOJAPHU3aTOP, paBHA YNy OITHU-
YeCKOTo BpalleHHus oOpasia.

W3mepseMble yIibl ONTUYECKOTO BpallleHHs o oOpaslia CBA3aHBI C BeJHYM-
HAMM yleJbHOro Bpamenusi [o]} nmpu Temneparype t Uit IJIHMHBI BOJHBI A,
KOTOpBIE OepyT M3 CIPaBOYHUKOB:

_ry1t _cl
aA=|0f, —
[]XIOO

rIe ¢ — KOHLECHTpalus pacTBOpeHHOro Bemectsa (B rpammax na 100 mu pac-
TBOpa), a | — TonmmmHa cnos BemecTBa (B aerMeTpax).
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N3mMmepeHue yria ONTHYECKOTO BpalleHUs MO3BOJISIET KOHTPOJHUPOBATH CTe-
PEOCENeKTUBHOCTh MPOTEKaHUsI OpraHWYecKux peakuuit. Eciam umcxomHoe co-
€/IMHEHUE — YMCTBI SHAHTUOMEP U Peakius MPOTEKaeT CTEPEOCENeKTHBHO,
T. €. B IPOJAYKTE MpeobiagacT OAUH SHAHTHOMEDP, TO KonudecTBo (%) MuHOp-
HOTO CTepeoH30Mepa MOXKET OBITH OIpeleNeHo Mo GopMyIe:

o(ctanmapt) — o.(HAOJIIO1aeMBIi )
JI0JI1 MUHOPHOTO SHAHTUOMEpPA = x100
2o(cTanmapr)

TakuM 00pa3oM, CTEPEOCEICKTUBHOCTh MPOTEKAHUS XUMHYECKUX PEeaKLun
U CTENEeHb PHAHTHOMEPHOW YUCTOTHI MPOAYKTOB JIETKO KOHTPOJIUPYIOTCA IIO-
JSPUMETPUUYECKH.

As. OU3UKO-XUMUYECKME METOAbI AHAJIU3A

A5.1. OcHoBHbIe npuUHYUNbI, 3a0a4u U Memodsl

Hunxe cmeman kparkwii 0030p (U3HKO-XMMHYECKHX METOAOB HCCIIEIOBAHUS
OpPraHUYECKUX COEAMHEHUH, MO3BOJIIOIUX YCTAHABIUBATE CTPYKTYPY U COCTAB
WHANBUAYAIbHBIX COCIMHEHNHA M nX cMeced. C MOMONIbI0 (PM3UKO-XUMHUIECKHX
METOJOB aHAIU3a MOXHO PEIlaTh CIEAYHoLUe 3aadu:

* JIOKA3aTeibCTBO COCMABA U CMPYKMYpul COSTUHEHUs (C peleHueM 3TOM
3a/1a4 [OCTOSHHO NPUXOAUTCA CTAJKUBATHCS KaK B OPraHUYECKOW XHUMUHU,
TaKk W MPY BBIACICHUU W aHAIN3e TPUPOTHBIX OOBEKTOB);

* OIpEHeICHUE CreneHu Yucmomsl COSAMHCHNS, KOJUYCCTBA, YUCIA U MPH-
POIBI COAEPIKAIIMXCS B HEM IpPHUMeECEH;

¢ OmnpeaciicHue COO@prCGHM}Z KaKkoro-a1u00 KOHKPETHOTO COCAUMHCHHSA B UC-
ciaeayeMomMm 06’B€KTC, B TOM YHCIIC U B peaKHHOHHOﬁ CMCCH, 4YTO abco-
JJFOTHO HeO6XO):[I/IMO IIpyu NMPOBCACHUN IKCIICPUMCHTOB I10 U3YYCHUIO HYTeﬁ
U MCXaHHU3MOB IMPOTCKAHUSA XHUMHNYCCKHUX peaK]_[I/II\/’I.

MHorne (Qu3NKO-XHUMHUYECKHE METOABl aHalW3a TPATUIUOHHO H3ydYalOTCA
B Kypce aHaJIUTUYECKON XMMHUHU. B TO ke BpeMs CBOMMM NOCTHIKEHHSIMHU CO-
BpeMeHHas XUMHUYECKas Hayka 00s3aHa TOMY, YTO 3TH METOJABI CTalli HIMPOKO
HCIOIB30BaThCSl B HUCCIEN0BATEIBCKON NMPAKTUKE — OpPraHMYeCcKOd, Omoopra-
HUYECKOH, HEOpraHW4YecKoH, ¢u3ndeckod XxuMuu. Bmecte ¢ Tem TeopeTrmue-
CKHE OCHOBBI Macc-crnekTpomerpuu, MK- n YO-cnekTpockonuu U CneKkTpocKo-
muu SIMP TpaaunnoHHO M3ydaroTcs B o0IIeM Kypce OpraHWYecKOH XMMHH.

Meronpl aHanu3a, UCIOIb3yEMbIE B OPTaHUYECKON XMMMM, MOXKHO Pa3JeiIuTh
Ha HECKOJBKO T'PYIIIL.

e CpoexkTpaJjibHble METOIbI — B OCHOBE M3Y4Y€HHE B3aUMOAEUCTBUSI MOJIEKYI,
aTOMOB WJIM SJIep aTOMOB HCCIEAYEeMOro BELIECTBA C 3JIEKTPOMArHUTHBIM
U3JIy4YEHUEM; H3MepAeTCs MOMIOIIEHUE 3TOr0 M3TYyUYEeHHUS WM €ro 3MHC-
cusi, T. €. Ucmyckanue (mocieaHee HaOMIOAAETCS U UCIOIb3YETCS PEIKO).
U3 »>Tx MeTomoB Hambojee pacipOCTPaHEHBI CIEAYIITHE:

¢ HK-cnexTpockomnus
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¢ Onrtudeckas U YO-crekTpocKonus
¢ CHexkTpoCKOmUs sSAepPHOTr0 MarHUTHOTO pe3oHaHca (SIMP)

e JInppakumoHHBIE METOAbI — B OCHOBE H3YUYCHUE YITIOBOTO pacCEsiHUs
INEKTPOMArHUTHOTO M3IYYCHHUS WM DJIEMEHTAPHBIX 4YacTull (HEHTPOHOB,
3NEKTPOHOB) HCCIIETYEMBbIM BEIIECTBOM.

¢ Pentrenorpadus

O PeHTreHOCTPYKTYpHBI aHAU3
¢ Hetitponorpadus

¢ DnexrpoHorpadus

Baxxueiimuit u3 HUX — peHTreHocTpykTypHbIid ananu3 (PCA); ato eauH-
CTBEHHBIM IIMPOKO PacHpOCTPaHEHHBI METOH, KOTOPbIH MO3BOJIAET ycTa-
HOBUTb TOYHYIO CTPYKTYpPY COE€IMHEHUS.

* Macc-cneKTpOMeTpUs — OIPEEIEHUE MacChl U OTHOCHUTEJIBHOIO KOJIM-
YecTBa MOHOB, 00pa3yloIIMXCsA B pe3yiabTare MOHHM3ALUKU aTOMOB U MO-
JIEKYIIL.

* DJleMEeHTHBIH KOJMYEeCTBEHHBI aHAJIN3 — KOJUYECTBEHHOE OIpeJeIeHHe
MPOAYKTOB XUMHUYECKON JECTPYKIMH HABECKH BEILECTBA.

Wtak, 3T0 OCHOBHBIE METOIBI aHAJIN3a OPTaHHYECKHX OOBEKTOB, WX HCIIOJb-
3yI0T XUMHKH-OPTaHUKH B HCcleoBaTenabckoi padore. IlodTn Bce 3TH MeTOABI
TpeOyIOT 3HAYNTENBHBIX BPEMEHHBIX M MaTepHalbHBIX 3arpar. OmHaKo mepen
CTY/IEHTOM B OPTaHWYeCKOM HPaKTHKyMe CTOWT 3aj]aqa JKCIpecc-HAeHTHHUKAIIIH
U OLEHKH CTENEHU UYUCTOTHI IMOJIYUEHHOTO MPOAYKTAa. DTO CEPhE3HO OrpaHU-
YUBaeT BHIOOP (PM3UKO-XMMHYECKHX METOHOB aHaim3a. OCHOBHBIE TpeOOBaHUS
K 9KCIpecC METOAY — IPOCTOTA, ONEPATUBHOCTh U MH(POPMATUBHOCTD. bosbie
BCEIr0 COOTBETCTBYET 3THM TPEOOBaHMSAM CIIEKTPOCKOMHS SIEPHOTO MAarHUTHOTO
pesonanca Ha supax 'H u BC. Jlnsa noarsepxknenns Hamuuus B o6pasie onpese-
JIEHHBIX (YHKIMOHAJBHBIX Tpymn ucrons3ytor MK- n Y®-criekrpockonmto. UH-
(dopmanuo 0 MOIEKYIIPHOH Macce M O CTPYKType OPraHMYECKUX COCAMHEHUH
JaeT Macc-CHEKTPOMETPHSL.

Otu deTslpe MeToma — macc-cnekrpomerpus, UK- nu Yd-cnekrpockonus,
cnektpockonus SIMP — TpaguLUMOHHO CUUTAIOT OCHOBHBIMH METOAAMH
(PM3UKO-XMMHUYECKOTO MCCIICIOBAHUS OPTraHWYeCKUX COEIMHEHUH.

Hu peHTreHOCTpyKTYpHBIN, HU 2JI€MEHTHBIH aHaiu3 Mbl He Oymem paccma-
TPHUBATh, TaK KaK 3TO HE KCIPECC-METOABI M JJI WACHTU(PHUKAINH TPOAYKTOB
y4eOHBIX CHHTE30B NPaKTHUYECKH HE HCIIOJIB3YIOTCS.

A5.2.  Macc-cnekmpomempus

A5.2.1. OcHOBBI MeTOA

B macc-cniekrpoMeTpun 0OBEKT MCCIICOBAHUS HE MOJIEKYJa, a COOTBETCTBYIO-
mas 3apsHKeHHas 4acTHIA — MOJNEKYISApHBbIH HOH (OOBIYHO KaTHOH) — JHOO
3apsKeHHBbIE TPOAYKTHI €ro pacmaja.

OnuiieM COOCTBEHHO aHATUTHYECKUI SKCIEPUMEHT (B CHIIBHO YHPOILICH-
HOM BHJe). MMeroye pasiuyHyl MAaccy 3apsyKeHHbIE YaCTHI[BI YCKOPSIOTCS
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Puc. 26. Macc-cneKkTp H-rekcaHa

B CHJIbHOM 3JICKTPUYECKOM II0JIC, a 3aTe€M IOMAJaroT B MarHUTHOE MOJIE, Tie
HX JalbHeHInas TPacKTOPHUsS ONpeaeseTcs OTHOIIeHHeM M/z (Macca/3apsin),
MOCKOJIbKY OOYCIJIOBJIEHHAsI MacCOM WHEPIUs 3aCTaBJISIET YaCTHIBI JIETETh Mpsi-
MOJIMHEWHO, a BO3JEHCTBYIOIIEEe Ha 3apsil YaCTHUIBI MATHUTHOE IOJI€ HCKPHBIIS-
eT TPAaeKTOPHIO ToJieTa. B pesynbraTe mojydaeTcsi HEKOTOPOE pacipeelieHue
YaCTHII, CBA3aHHOE C OTHOIICHHEM M/Z:

MoTok
3APSIKEHHBIX
YACTUL

Ha npuBenennoii cxeme st wactur 1, 2 u 3 (M/z); < (m/z), < (M/2);.

TaxuM 00pa3oM, NMOTOK 3apsDKEHHBIX YacTHIl paclpenessercs Mo Macce,
M KaXJOMY MacCOBOMY YHCIy OTBEYAeT JIOJS COOTBETCTBYIOIIETO MOHa B 00-
meM TOoTOKe. Pe3ynbraT mMacc-CIeKTpOMETPUYISCKOTO HCCISIOBAaHUsS BEMIECTBA
odopmisieTcs B BUAE MAacc-CIIEKTPa, IO OCH a0CHHCC KOTOPOTO OTKJIAIBIBACTCS
OTHOIIICHHE M/Z, a MO OCH OPAMHAT — MHTEHCHBHOCThH MHKA. VIHTEHCUBHOCTH
KaXXJIOTO MHKa BRIPAXKAIOT B MPOIIEHTaX OT Hambojee WHTeHCHBHOTO. Ha puc. 26
MIPUBEICH MAaCC-CICKTP H-TEKCaHa.

B 3aBHCUMOCTH OT KOHCTPYKIIHH MAacC-CIEKTPOMETPHl UMEIOT Pa3IMIHYIO
paspematoniyo crnocodHocTs. lllpoko pacmpocTpaHeHHBIE MPHOOPHI ITO3BO-
JISFOT pa3Nuyarh NMAKH WOHOB C Maccamu, KparHeIMH 1 a. e. M. CymecTBeH-
HO MEHEE PacHpOCTPaHEHBI (MPEKIEC BCEro M3-3a CBOCH BBICOKOW CTOMMOCTH)
Macc-CIeKTpoMeTphl Beicokoro paspeineHus (HRMS), Ha KOTOphIX MOXHO HICH-
TUQUITPOBATH MOJICKYIISIPHBIC HOHBI, Pa3IMYAONINECs IO MacCe B TPEThEM MU
Jlake 4eTBEpTOM 3HaKe IT0CJe 3amsiToH.
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[ToxakeM BO3MOKHOCTH CHEKTPOMETPOB HH3KOTO M BBICOKOTO pa3peleHHs.
B cnyuae uccienoBanus neyx coenunenuit C;;H,,N,O u C,yH,;,N,O, Ha npu-
0ope HU3KOTO paspemieHHs 00a COeAMHEHHs Mal0T MUKW MOJEKYJISPHBIX HOHOB
¢ M = 200, coorsercTBytomue 2C;1 H,,N,1%0 u 12C,,'H,0*N,%0,. Ha mpu-
0ope BBICOKOTO pa3peulieHHs A 3TUX MOHOB monyunM muku M; = 200.2883
u M, = 200.1520. [IpuurHa 3aKI04aeTcs B TOM, YTO ATOMHBIE MacChl U30TOIIOB
HauOoJiee pacpoCTpaHEHHBIX JJIEMEHTOB SBIISIOTCS KpaTHBIMHU 1 a. e. M. Juub
00 HeKOmMOopol cmeneny MOYHOCMY, TIOATOMY ISl COCOUHEHUH C pa3Iu4YHOH
OpyTTo-(hopMyJION Macchl MOJIEKYJIAPHBIX NOHOB OyAyT HE3HAYUTEIBHO Pa3iIi-
gaTbca. DTO pa3nnuue (PUKCUPYETCS MacC-CIIEKTPOMETPaMHU BBICOKOTO paspe-
IIEHUS, YTO TI03BOJIET BIIOJIHE KOPPEKTHO HCIIOIB30BAaTh MacC-CIIEKTPOMETPHIO
BMECTO 3JIEMEHTHOT'O KOJIMYECTBEHHOTO aHalln3a.

A5.2.2. Meroasl HOHM3AUHT

B coBpemeHHON Macc-CIEKTPOMETPUM UCIIONb3YyeTCsl IMUPOKUI Habop METOI0B
HMOHU3ALUN HCCIEAYEMbIX COCIUHEHUH.

B knaccuuecknx ydeOHBIX MOCOOMAX KaK OCHOBHOM METOA MOHHU3AlUU 00-
CYXAAIOT Memoo 91eKMPOHHO20 Y0apa. MOIIEKYIIbl UCCIEIyEMOI0 COEANHECHMUS
JUIS MOHU3ALMKM TOJBEPTalOTCsl BO3JAEHCTBUIO My4Ka 3JIEKTPOHOB C BBICOKOM
sneprueii (06br4H0 70 mnm 75 9B). DTa sHEeprus B HECKOIbKO pa3 MpPEBBINIACT
MOTEHIMA HOHHU3AIUU MOJIKYNl, © MOMHMO HOHM3aluu (MOJIEKyna Moja Aei-
CTBHEM DJIEKTPOHA C BBICOKOW dHEprueil TepseT COOCTBEHHBIH 3JEKTPOH C 00-
pasoBaHHeM KaTHOH-pagukana: M + e — M* + 2e) nox aelicTBHEM 3MEKTPOH-
HOTO yJapa MpOTEKaloT MPOLECChl pachaaa MOJIEKYISIpHOIO MOHA; B pe3ysbTare
BO3HUKAET LIENBIH HAOOp 3apsHKEHHBIX YaCTHUI], UMEIOUINX Pa3InYHYyI0 Maccy.
Habops! 0ckoIOYHBIX 3apsKEHHBIX ()parMEHTOB MOTYT 00pa30BHIBAThCS M B TOM
cliydyae, KOrjia COOTBETCTBYIONIMN KaTHOH-pamukan M™ ManoycToWduB U JIerko
cTadmiIM3upyercss ¢ 00pa3oBaHHEM 3apsKEHHBIX HOHOB, MMEIOMIMX MEHBIIYIO
Maccy. MHorna Takoit Habop 3apsuKEeHHBIX 9acTHIl (KOTOpBIN, COOCTBEHHO, M OT-
paKaET MacC-CIEKTP) AAKE He COOepicum MONeKyiapHo2o uona (OCHOBHBIC
OMOMMOTEKN Macc-CIIEKTPOB MOJYyYeHbl MMEHHO C MCIIOJIB30BAaHUEM METOoJa HO-
HU3alU{ JIEKTPOHHBIM yIapoM, MPU 3TOM MOJIEKYJISPHBIE HOHBI MPUCYTCTBYIOT
muib B 20% crekTpoB), OJHAKO U B 3TOM CIydyae Macc-CIEKTp MO3BOJISET
CeNaTh psAJ CYIIECTBEHHBIX BBIBOJOB O CTPOEHUHU MCCIEAYEMOro BELIECTBA.

Ha puc. 27 npuBeneH macc-CleKTp 3JIEKTPOHHOTO yhapa Uit 2,3-ITUMeTHII-
OyTaHa, NU30MEPHOIO T'EKCaHY.

B 3TOM crmekTpe caMbiM HHTCHCHUBHBIM SIBISETCS MUK ¢ M/Z 43, cooTBert-
CTBYyIOIIMI Qopmyiie moyioxutenbHoro nona C;H,. OtoT dparmMeHTapHBId HOH
obpasyercs mpu paspsiBe csizu C(2)-C(3):

HaC, CHz |* HiC o o CHs
CH—CH — CH * CH
HsC CH; HsC CH;,

[IpenmymiecTBeHHOE TTpOTEKaHHE (pparMeHTaUH 110 3TOMY ITyTH OOyCIIOBIIe-
HO OTHOCHTEIHHOH YyCTOHYMBOCTBIO TPETHYHBIX KapOOKAaTHOHA W paauKana.
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Puc. 27. Macc-cneKkTp aneKTpoHHOro yaapa 2,3-gumetundytaHa (75 3B)

Xumuueckas uonuzayus OCYUECTBISETCA TPU CTOJIKHOBEHHHM MOJEKYJ
MCCIIENYEMOro BENIECTBA C MOHAMH peareHTHOro rasa (MeraH, u3o0yTaH, am-
Muak). MoJieKylIbl peareHTHOTO Trasa MoJ JAEWCTBHEM 3JEKTPOHHOTO yaapa
npeBpamarcs B peakmanmuvle uonsl (CH3, (CH3);CC*, NH}), kortopsie
U B3aUMOJICHCTBYIOT C MOJIEKYJIaMU MCCIIELYEMOTO BEIIECTBA, HOHHU3UPYS WX
¢ obpazoanueM MH* (M+1). (IToguepkuBaem, e M*, a MH*, macca koro-
poro Ha exuHuIy Goibiine). Eciu MCHONBb30BaTh alPOTOHHBIE» PEaKTAHTHBIC
rassl (CO, N,, uHepTHEIE Ta3bl), 06pasyroTCs MOJNEKyIspHble HoHsl M*. TIpe-
UMYIIECTBA METOJa XUMHYECKOW MOHU3AIMU — BBICOKHN BBIXOA HOHOB M+1,
YMEHBIIEHHE YKUCIIa OCKOJIOYHBIX HOHOB C OJHOBPEMEHHBIM IOBBIIICHHEM HX
CTPYKTYPHO# MH(POPMATUBHOCTH.

Ionesas uonuzayusi OCYIIECTBISAETCA B CHIBHOM DJIEKTPUYECKOM IOJIE.
[MosnydyeHHbBIE CIIEKTPHI HAOMUHAIOT CIEKTPHI 3JEKTPOHHOIO yaapa.

Tonesass decopbyust UCTIONB3YETCs IS aHAIM3a TPYIHOJETYYUX COEIUHE-
Hui. VIX HaHOCSAT Ha MOBEPXHOCTH CIEHUAIbHO 00pabOTaHHOTO MPOBOJOYHOIO
AIMUTTEPA, BOJM3H KOTOPOTO CYIIECTBYET CHIBHOE DIEKTpUYecKoe moje. B pe-
3yJIbTaTe TYHHEIBLHOTO MEpexo/a JJIEKTPOHAa MOJIEKYJIbl K AMUTTEPY BEIIECTBO
Ha TOBEPXHOCTH TPOBOJOKH HOHHU3UPYETCs, 00pa30BaBIIUECs HOHbBI JecopOu-
PYIOTCSL U TIEPEXOMAT B ra3000pa3HOE COCTOSHHE.

Ipu pomouonuzayuy MONEKYIbl HOHU3UPYIOTCS TIPH TOTJIOMCHUH (OTOHA
C JHepruei, MpeBbINIAIONIed YHEPTUI0 HOHHU3AIMH MOJEKYJbl. B psmge ciy-
YaeB HCIMOJIb3YIOT MHOTO(GOTOHHYI HOHHU3AIUI0 (BO30YXKIECHHE MOJCKYJIBI
IpH TIOTJIONICHUH HECKOJILKUX (DOTOHOB C HU3KOM DHEPrHEH C MOCIEAYIONHM
BBIOPOCOM DJICKTPOHA).

Hecopbyuonnas uonuszayus 0CHOBaHa Ha OOMOApPAMPOBKE TPYAHOJIETYYETO
BEIIECTBA, MIOMENIEHHOTO B MATpPUILYy, IIOTOKAMH YCKOPEHHBIX YACTHI[ — AaTOMAMU



60 A. BgodHas yacme

win (pexe) MOHAMH HMHEPTHBIX ra3oB. [loja JelicTBHEM 3THX YacTHI] MpOTe-
KaeT MOHM3alus, M, TaK Kak K 00JydaeMOHN MOMJI0KKE MPUIOKEHA Pa3HOCTh
INEKTPUYECKUX MOTEHILHUATIOB, 00Pa3ymOIUEcs HOHBI «BBITAJKUBAIOTCI» U3
MOJJIOKKHA M aHaJU3UPYITCA. B TO ke Bpems NPOAYKTHI ASCTPYKIUHU HC-
CJIEyeMbIX MOJICKYJI HENPEPBIBHO yHAJSIOTCS C 00Jy4aeMoil MOBEPXHOCTH
u3-3a 1uGy3uoHHOro oOMEHa B KHUIAKOCTH MATpUIbl (TJIUUEPUH U T. [.).
DTOT MeToA MOHM3aUUH (Ipyroe MHPOKO PaclpoOCTPAaHEHHOE HA3BaHUE 3TOTO
MeToZa — OoMOapIUpOBKa YCKOPEHHBIMH aTOMaMHM) TO3BOJISIET HCCIEAOBAThH
MHOTHE OHOJIOTHYECKH BAXKHBIC COCTUHCHHS, HAIIPHUMED HOJNUIEITHIBI, YIIICBO-
Ibl, HYKJIEUHOBbIE KUCJIOTHI. CHEKTPhI AIEKTPOHHOTO yAapa 3THX COCIUHCHUI
MaJOMH(pOPMATHBHBI.

B 4yeM-TO ONIM3KHI TOJIXOM UCIONB3YIOT MPH Jia3epHoll decopbyuu. B aToM
cilydae JUis MOHU3AIMU ¥ MCHApCHHs KOHICHCHPOBAHHBIX COCIUHCHUI, 00bIY-
HO HAHOCHMBIX Ha METAIMYECKYIO IMOJJI0XKKY, IPUMEHICTCS H3JIyuyeHHE Jiase-
pa. Ilpu 3TOM uccieqyeMoe BEIeCTBO MHOTIAa CMEIINBAIOT C OPraHHYECKUM
COCAMHEHHEM — «MaTpHLel». ITOT METOA LIMPOKO HCIOJB3YeTCs ISl aHallu-
3a TPYIHOJIETYYHX COeTUHEHUl (B TOM umcie — GHOMOJIEKyYI) U 0003HaYaeTcs
ab6pesuarypoit MALDI — Matrix Assisted Laser Desorbtion lonization.

A5.2.3. Moaekyasipublii HoH. O01I1e 3aKOHOMEPHOCTH

Peructpanuu mosekynspHoro mona M*™ B macc-cnekTpe HMeEeT BaXKHOE
3HAUYCHHUE, MOCKOJIBKY MOJICKYISIpHAs Macca dTOTO MOHAa PaBHA MOJEKYISp-
HOW Macce HCCIeNyeMOT0 COCAWHEHHS, U €CIIH €CTh BO3MOXXHOCTH pabo-
TaTh Ha CIEKTPOMETPE BBICOKOTO pa3pellieHusi, TO MOXHO Cpa3y YCTaHOBHUTb
OpyTTO-(hopMyy BelIeCTBa.

Crnenyer MOMHHUTh, YTO MO MOJEKYISPHBIM HOHOM MBI MOHHMAeM YacTHUILY
M™, cocrosiiyto u3 Hauboee PacpPOCTPAHCHHBIX M30TOIOB 3JIEMEHTOB, U3 KO-
Topeix oHa nocTpoena: ‘H, 2C, N, 0, °F (u30TonHO 4MCTHIH 37M€MEHT),
283G, 3P (u3oronHo umctslit), 328, 3CI, ™Br, 'l (u30TonHO umcThIf). U30TONHO
YUCTHIMH HA3BIBAIOT DJICMEHTHI, COCTOSIINE U3 €AMHCTBEHHOTO yCTOWYHUBOTO
wyknuga. Ecnu cnekrpoMerp Boicokoro pasperienus (HMRS) no kakum-nu6o
MpPUYMHAM HEJOCTYIECH, HEKOTOPhIC BBIBOJBI O OpPYyTTO-(HOpMYsIe MOTYT OBITH
CIelaHbl Ha OCHOBE aHalnM3a MHTEHCHUBHOCTeH HoHa M™ u wuzomonwwix
nuxos M+1, M+2 u 1. 1. Ho 00 3TOM mpHMEHEHHH MacC-CIEKTPOMETPHUU —
HECKOJIBKO HIKE.

Ilpu perucTpanuu Macc-CIEKTPOB Pa3IUYHBIX COCAMHEHUH B OIHHMX H TEX
KE YCIOBUSX OTHOCHTENIbHAS WHTEHCUBHOCTh M™ HemocpeacTBEHHO CBsi3aHa
C UX CTPOCHHEM W MPUHAMICKHOCTHIO TOTO WJIM MHOTO COCTUHCHUS K Ompene-
JIEHHOMY CTPYKTypHOMY Kiaccy. Hampumep, Ans yrieBOIOpPOOOB C YHCIOM
aromMoB yriepona 10 mUKKM MOJEKYNISPHBIX HOHOB MMEIOT Pa3HYyI HUHTCHCHB-
HOCTh (Tabm. 1). CTaGUIBHOCTE MOJIEKYISIPHBIX HOHOB YIJIEBOJIOPOIOB YBEIH-
YHBAETCS C POCTOM HEHACBHIIEHHOCTH, a TAaKXKe HpHU mepexojae oT anudaruye-
CKHX K apOMAaTHYECKUM COCJMHEHUsM. [IpuunHa — Me30MepHas cTaduin3amus
MIOJIOKUATEIHHO 3apSKCHHON YaCTHUIIBI.

Kak mpI yxe roBopuii, B OONBIIHHCTBE MAcC-CIIEKTPOB JIEKTPOHHOTO yIapa
MHUKa MOJICKYJSIPHOTO MOHa HeT. Hubke B yHOpOIICHHOM BHJE MPHUBEACH Psf
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Ta6bnuua 1. MHTEHCMBHOCTb NKa MOJEKYNIAPHOrO NOHa yrnesogoponos C;y B Macc-CneKkTpax
3NIEKTPOHHOrO yaapa

NN NN
1.0 % 1.1% 4.7 %
7.5 % 4.2 % 10.2 %
11.0 % 19.9 % 58.7 %

HEOOXOAMMBIX (HO HE JOCTAaTOYHBIX) TPEOOBaHMM K MOHY, MO3BOJISIOIINX CUH-
TaTh COOTBETCTBYIOUIUNA MUK MOJEKYISIPHBIM.

1.

WoH J0/KEH MMETh CaMyr OOJIBIIYIO Maccy B criekTpe. Bomee Tounas ¢op-
MYJIUPOBKA: CaMyI0 OOJBINYI0 MAacCy UMEET COBOKYIIHOCTH MOJIEKYJISPHOTO
HOHA M M30TOMHBIX MHKOB M+1, M+2,... — MONEKyJIAPHBIH KiacTep, B KOTOPOM
curnan M** seisercs Haubonee MHTEHCUBHBIM (ecin uucino aromoB C He mpe-
Boimaetr ~100 win umcino aromos Cl He Gosee 2, a aromoB Br me Gomee 1).

. Mon JOJIKCH OBITH HCYCTHODJICKTPOHHBIM, HHBIMU CJIOBAMH, OCHOBHBIC ITpABHUJIA

BAJICHTHOCTHU B MOJICKYJIC UCXOAHOTO COCAWHCHHUA HE JOJDKHBI HAPYIIATbHCA.

. MoH momkeH OBITH CIIOCOOHBIM OOPa30BHIBATH MOHBI C OOJIBIION Maccoi

IpH BBIOpOCE 3IEKTPOHEHTpaNbHBIX YacTUl. OOBIYHO JIETKO OTIIEIUITIOTCS
mouekynel CO, CO,, H,0, C,H,, HHal, pamgukaner Alkyl’, H*, Hal’, OH".
MacccoBbie notepu U3 M™ B 5-14 mnu 21-25 a. e. M. Hepeaau3yeMmbl,
TaK KaK 3TH Macchl HE COOTBETCTBYIOT CTaOMIBHBIM OCKOJIOYHBIM (hparMeH-
tam. Eciin B criekTpe MpHCyTCTBYIOT WHTEHCHUBHBIE ITHKH, COOTBETCTBYIOIIHE
TaKMM IOTEPSIM Macchl, TO MO0 BHIOPAHHBIN MUK C MAaKCHMaJIbHOW Maccou
HE COOTBETCTBYET MOJIEKYJIAPHOMY HOHY, JINOO HCCIEeAyeMBbIii 00pa3el] Chilb-
HO 3arps3HEH.

. loH momxeH BKIIOYATh CTPYKTYPHBIC 3JIEMEHTHI, 0OHApYKHBaeMbIe 10 ¢par-

MCHTHBIM HOHaM.

Eciu He BBIMONHSIETCS XOTS OBI OOHO U3 3TUX yCJ'IOBPIfI, HNOH MOJICKYJIIPHBIM HE

siBIsIeTCsl. ECIi BBITIOMHSIOTCS BCE, HOH MOXKET OBITh MOJIEKYJISIPHBIM, HO He Oojee
toro. M3BectHo, uto auib 20% Macc-CIeKTpPOB JIEKTPOHHOTO yAapa CONCPIKHT
ITHK MOJICKYJIIPHOro MoHa. OMHAKO C MCITOJb30BAHUEM APYIMX METOIOB MOHH3a-
murn M** MokeT OBITh 3a()UKCHPOBAH JAKE VIS OUYEHBb KTSIKEIIBIX» MOJIEKYIL.

A5.2.4. MoJiekyasipHbIii Ki1acTep.

HN30TONHBIE NMKU U onmpeaeJeHue 3JIEMEHTHOIo coCcraBa MOHOB

I'maBHBIA 37€MEHT B OpPraHUYECKUX COCAUHEHUSX — YTIepoJ — HE SBIS-
€TCsl MU30TOMHO YHUCTBHIM 3JIEMEHTOM, MO3TOMY B MaccC-CHEKTpax OpraHH-
YEeCKHUX COSINMHEHHUH HaOII0JarTCAd HE TOJBbKO MOJEKYJSpHBbIE HOHBI M,
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Ta6nv||.|a 2. I30TONHbIA COCTaB W M3OTOMHbIE TUMbl Ba*KHbIX AnA MaccC-CnekTpomMeTpun
XUMNYECKUX 3NEeMEHTOB

JJjieMeHT H3oTon Tun uzorona OTHOCHTEJIbHOE H3oTonnbIii
conep:kanue, % THII 3JeMeHTa
Bognopon H A 100 A
’H (D) A+l 0.02
Vrnepon 2c A 100 A+l
13C A+l 1.12
Asor “N A 100 A+l
BN A+l 0.37
Kucnopon 160 A 100 A+2
70 A+l 0.04
80 A+2 0.20
drop ¢ A 100 A
Kpemuuii 28gj A 100 A+2
2Gj A+l 5.11
305 A+2 3.38
Docdop sip A 100 A
Cepa 328 A 100 A+2
33 A+l 0.79
33 A+2 4.44
363 A+4 0.11
Xnop Cl A 100 A+2
s7Cl A+2 32.63
Bpom Br A 100 A+2
8By A+2 97.75
Hon 127) A 100 A

HO W u30TOmHbIe MUkH M+1, M+2 u 1. 1. Takue rpynmel CUTHAJIOB MPUHATO
Ha3bIBaTh MOJNEKVIAPHLIMU Kadcmepamu. AHaIU3 COOTHONICHUS TMUKOB B Kila-
CTepe MO3BOJIACT NEeJaTh ONMPECICHHBIC BRIBOABI 00 3JIEMEHTHOM COCTaBE HC-
CIIETyEMBIX COEIUHEHUH.

B Tabiy. 2 mpuBeneHO OTHOCHTEIBHOE COJCpPIKAHWUE MPUPOIHBIX H30TOIOB
HauboJiee BaKHBIX JJI1 OPraHUYEeCKON XUMUH 3J1eMeHTOB. Hapsmy ¢ Tumom u3o-
toma (A, A+1l, A+2 — aTOMHBIE MAcChl H30TOIOB 3JIEMEHTA) OTMEYEH U30MON-
Hblll mun dJIeMEHTa, YKa3bIBAIOUIMI Ha OTJIWYHME aTOMHOM MAacChl OCHOBHOIO
U30TONAa OT aTOMHOM MacChl 6Mopo2o no pacnpocmpanennocmu uzorona: 2C
u °C — wmsoronusiii Tun A+1, *°Cl u 3'Cl — A+2, %S u 34S — A+2 (xora
U CYIECTBYET MaJoOpacIpOCTPaHEHHbIH u30Ton >°S). McKIroueHne — KpEMHHUI,
KOTOPBIA OTHECEH K M30TONMHOMY Thlly A+2 (comepskaHus MPUPOIHBIX H30TOIOB
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29Gi u Si 6nusku). Bogopon cumTaercs sneMeHTOM A-THNA, Tak Kak cojep-
xanue “H B mpupone kpaiiHe Mano M ero BKJaja B oOpa3oBaHHe MOHOB M+1
B Macc-CIIeKTpaX Ha NpakTHKe He (QUKCHPYETCs.

M3 Tabn. 2 MOKHO CJAeNaTh PsJl BaKHBIX BBIBOJOB OTHOCHTENIBHO CBSA3H
OpyTTO-QOPMYJIBl COCAUHEHUS M OTHOCHTEIHHONW MHTEHCHBHOCTH ITHKOB MO-
JIEKYJISIPHOTO KJIacTepa.

Coeounenusn, cooeprcawmue amomvt C, H, O, N

PacnipocTpaHeHHOCTh B pHpo/e H30TOMOB A+l 3THX 3IIEMEHTOB HEBEIHKA, MO3TO-
MY ISl OTHOCHTEITBHO JIETKMX MOJIEKY]T HHTCHCHBHOCTH MHKOB M+1 1 M+2 mara.
(Hampumep, metad. Eciau uatencuBuocts M = 100, o M+1 — 1.12.) Oue-
BUJIHO, C yBenuueHHeM umncia atoMmoB C B MoOJeKylne OTHOCHTENIbHAs WHTEH-
CHUBHOCTh MOHa M+1 mocTemeHHO pacTer. DTO CIpaBeAIUBO U B OTHOIIE-
aua H, O u N.

IMpUHIMOIHATEHO BaXKEH CIEAYIONIMA MOMEHT.: OTHOCHTENbHAs MHTCHCHB-
HOCTh MOHOB M+1 u M+2 HemocpeaCTBEHHO 3aBUCHT OT OPYTTO-HOPMYIIBI
coenunenusi. Coornomenue *C/*2C B npupoze pasno 0.0112, N/*N - 0.0037,
a 80/**0 - 0.002. JInsa Bomopoma *H/*H cocrasnser 0.0002. Takum o6pazom,
€CITH HEKOTOPO# BETMUYHHE MOJCKYISIPHOI Macchl (MOJIEKYISIPHOTO HOHA) MO-
KET COOTBETCTBOBATh HECKOJBKO PA3MUYHBIX OPyTTO-(HOpPMYI, A KaXIOH u3
HUX Oy/aeT HaONI0JaThCs YHHKAIBHOE COOTHOIECHHE WHTCHCHBHOCTEH MHKOB
MoJjekyasipaoro kiaacrepa (M+1)/M u (M+2)/M. DT coOTHOIIEHUs OBUTH CBE-
neHbl B Tabnuiel okono 40 ner Hasan BeiiHoHoM W YuibsMcoM (M3BECTHBIC
KaKk «tabmuiel beitHoHa»). [To 3TUM TabmUIIAM, TOYHO 3HAS COOTHOIICHHE WH-
TEHCUBHOCTEH MHUKOB B MOJIEKYJIIPHOM KIIACTEPE, MOXHO BHIOPATh OTBEYAIO-
mye eMy OpyTTo-(hOpMyJIbl, IPHYEM BO MHOTHUX CIIydasX yAAeTCs yCTAaHOBHUTH
EMHCTBEHHYIO MOJEKYISAPHYIO (HOPMYIIYy UCCIELYEMOTO COETUHEHUS.

KpoMe TOro, OTHOCHTEILHO HHM3KOE MPHUPOJHOE COMEPKAHUE KTIKEIBIX»
uzotornos C, H, O u N mosBoasger chopMyIupoBaTh CIEAYIOLIEE MPABHUIIO;
€CIIM MHTEHCHBHOCTE NMUKa M+2 Moekyinsl ¢ Maccoit mopsaka 100 cocrasiser
MeHee 3% WHTEHCUBHOCTU M, coedunenue ne codepacum amomos Cl, Br, S u
Si, HO MOxeT comepikarh Grop miu dochop

Coeounenusn, cooeprcaujue cepy

OTHOCHTENBHAST BBICOKAsh PAaCpOCTPAHEHHOCTh M30Toma °*S 00yclnoBaHMBaeT
JIOCTAaTOYHO BBICOKYIO MHTEHCHBHOCTh muka M+2: (M+2)/M = 0.0444 yxe
B COCAMHEHHUSX, COACPKAIIMX OAWH atoM S. Ilpu yBENIWYCHHH YKCIIA aTOMOB
Cepbl OTHOCUTENbHbIE HHTCHCHBHOCTH MHKOB M+2 u M+4 pactyT, 4T0 MO3BO-
JISeT UACHTHOUIUPOBATH CEPOOPraHMIECKHE COCIHHCHHUSL.

Xnop- u épomcooeprcaujue coeOuHeHus

AHaNTATHYECKHE BO3MOXKHOCTH MAacC-CIIEKTPOMETPHH ONECTSIe WITIOCTPUPY-
I0TCS Ha MpHMepe 3TOM Tpynmsl coelnHEHHUH. Bricokoe conepxanwe B IpH-
poae wm30TOnOB A+2 (OKOIO TpPeTH U XJIOpa U MPAKTHYECKH PAaBHOE CO-
JepKaHuio A-u30Toma Ajsi 6poMa) MO3BONISET JIETKO YCTAHABIMBATh HAUYUE
B MOJIEKyJIe OPTraHWYECKOTO COETUHEHHS 3TUX aTOMOB MO0 MHTEHCHUBHOCTH KaK
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Cl 1, Br
3 9 11 Br; CIBr
2
6 3
1 1
1

1 1

M M+2 M M+2M+4 M M+2 M M+2M+4 M M+2M+4

Puc. 28. Pacnpe,qeneHVle VHTEHCUMBHOCTEN MWUKOB B M3OTOMHbIX Knactepax rajioreH-
npPon3BOAHbIX

MOJIEKYIISIPHOTO, TaK M OCKOJIOYHBEIX MOHOB B Macc-cruekTpe. CUTyarus yclox-
HSETCS B Cliydyae OPOMOPraHMYECKHX COCAMHECHUN — I HUX MOJIEKYISpHbIC
MOHBI HAOIIOJAOTCS JaleKO He BCerja.

Ha puc. 28 npuBeneHo xapakTepHOe paclpelieliecHHe HHTeHCUBHOCTEH MHKOB
B M30TOIMHBIX KJIACTEPAaX HOHOB, COMAEPX AIIMX aTOMBI Xxjopa u (wim) Gpoma.

Ha puc. 29 nokaszan macc-cnektp 1,2-puxiop3TaHa. BuaHo, 4TO MHTEH-
CUBHOCTh MOJIEKYJSPHOTO HOHAa B IOJTOpa pas3a Ooibllle MHTCHCUBHOCTH
noHa M+2. HambGosiee MHTEHCHUBHBIM OCKOJIOYHBIA MUK nMeeT maccy M’ = 62
n coorBerctByer [CH,=CHCI]*. Mon M'+2 uMeeT MHTEHCHBHOCTEH, PaBHYIO
TpeTu OT WHTeHcuBHOCTU M'.

Jnst coenuHeHU, UMUK OOJBIIOE YUCIO OAMHAKOBBIX aTOMOB, pac-
MpeJieieHne MOHOB MOJICKYJSIPHOTO KJacTepa MOXKET OBbITh JIETKO PacCYMTAHO
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Puc. 29. Macc-cneKkTp anekTpoHHoro ygapa (75 3B) 1,2-guxnopsTaHa.
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C HCIOJB30BaHHEM DJIEMEHTOB TEOPUH BeposiTHocTell (komOuHatopukm). Tak,
JUTsl JTI000T0 Yhclia aToMOB (He TOJBKO TallOTeHOB) OTHOCHTENbHBIC HHTEHCHB-
HOCTH MHKOB B MOJICKYJSIPHOM KJIACTepEe MOXKHO JIETKO PacCUUTATh, Pa3lOKHB
B psag OunoMm (@+b)", rme a u b — comepkaHue OCHOBHOIO M MEHEE pPacIpo-
ctpanenHoro u3otonoB (Hampumep, 11t Cl a = 3 u b = 1) u npocymmupoBas
YJIEHBl psifa C OJWHAKOBOW Maccoil.

A5.3.  OcHoeHble noHAMuUA U MepMUHbI cneKmpockonuu

Bonpmoe umcino pu3MKO-XHMHYECKHX METOAOB aHAJIW3a OCHOBAaHO Ha B3au-
MOACHCTBUH HCCIEAYEMOTO BEIIECTBA C JJIEKTPOMATHUTHBIM H3ITyUCHUEM.
DONeKTpOMarHuTHAS SHEPTHs U3IydaeTcsl MUIH IOTJIOMAETCS BEIIECTBOM IIOP-
UMM, Ha3bIBAEMBIMH KeéaHmamu W HMeIuMu sHepruio E = hv = he/i
(3mecy h — mocrosnuas Ilmanka, ¢ — cKOpoCTh cBera; v = ¢/h — uacmoma u3-
JTy4eHHUS B €IWHHUIAX 4YacTOTHl — [, A — Oauna 604HbI TIOTIOMAEMOTO WU
HCIyCKAEMOTO HU3Iy4YCHHsI B €IMHWIAX JUIMHBI — METpax, WHOTAA CM, HM).
B cnexTpockonnu BMECTO UIMHBI BOJTHBI A 9acTO HCTIONB3YIOT 8OIHOB0E YUCIO
V = 1/A (enqMHMIA U3MEPEHUS — CM L) — «YHCIIO BOJH B 1 cm».

B npakTuke opraHuueckod XMMHUH HCHOJB3YETCSA LIIMPOKUN JUana3oH JJIEKT-
POMAarHUTHEBIX BOJH.

Penmzenosckoe wsnydenne (A = 1071°-10-% cm). Ilox ero Bo3neiicTeu-
€M TPOUCXOOUT BO3OYXKICHUE AICKTPOHOB BHYTPEHHHUX OOOJOUYEK aTOMOB.
Opnnako 11s Hac Oojee BaKHOHM SIBISICTCS. HE BBICOKAs SHEPTHS PEHTICHOB-
CKOTO W3JIYy4YeHHs, a ero majas IUHA BOJHBI, MO3BOJAIONIAS MOIYyYaTh
IU(QpaKUOHHBIE KAapTUHBI MHKPOOOBEKTOB — JJIEMEHTOB KPHUCTAJUIHYECKHUX
PEIIETOK — OTHENBbHBIX MOJICKYJI U aTOMOB. {71 TOrO 4TOOBI BEUIECTBO MOXKHO
OBLIO HCCIIENOBATh METOOM PEHTIeHOCTpYKTypHOro aHaamusza (PCA), oHO HOIDK-
HO OBITh CIIOCOOHO 00pa30BHIBATH MPABHIIBHBIE MOHOKpPUCTAIUTBI. B HacTosIiee
BpeMsi PCA B GOJNBIIMHCTBE CIIy4aeB — PyTUHHAS MPOIeaypa, TPeOyroIas JUIIIb
BPEMEHH U CIIENHAIHLHOTO 000pyIOBaHUS.

Vavmpagpuonemoeoe v suoumoe nsyuenve (A = 10°-10 cm). Crporo rosops,
Y®-0061acTh AMEKTPOMATHUTHOTO CIIEKTPAa HAXOAWTCS B WHTEPBAIE UIMH BOIH
or 10 mo 380 um (omnHako 00buHO Y®-0061acTh cunraror 200-380 HMm). Buammas
obnacte — 380-780 um. PesynbpTaToM Bo3xaelicTBus Y®- W BHIAMMOTO H3IIy4e-
HUS SIBISIETCS BO30Y)KICHHE JICKTPOHOB BHEUTHUX OOOJIOUEK aTOMOB M MOJICKYI,
T. €. 3JICKTPOHOB BBICIIMX 3aHATHIX opOuTanel. B3aumoneiicteue Bemects ¢ YO
U BHIUMBIM CBETOM — OCHOBA COOTBETCTBYIOIIETO METOJA CHEKTPOCKOIHH.

Hugppaxpacnoe unznyuenne (or 0.78 mo ~1000 mkxm). Bzaumoneiicteue
HK-u3mydeHus ¢ BEeImEeCTBOM MPUBOAMUT K BO30YKIEHUIO KOJIeOaHUI XUMUIECKUX
csaseil. Ananus nadpakpacHbix (MK) CIHEKTpOB MOJEKYI 3a4acTyIO IIO3BOJISET
MoJIy4arh BaXKHYIO WH(MOPMANHIO 00 MX CTPYKTypeE.

Cnextpockonuss SIMP ocHoBaHa Ha H3MEHEHUHM DHEPTETHUUYECKUX
COCTOSIHUM BXOSIIMX B COCTaB MOJEKyN siaep. TpeOyemas st 3TOro sHep-
TUsl KpailHe Mala — U COOTBETCTBYIOILIEE H3IIYUCHHE JICKUT B MUKDPOBOIHO-
éom U paduoouanaszoune. Cuexrpockonus SAMP sBisercs Hambosee BaKHBIM
Y MH(POPMATUBHBIM IKCIIPECC-METOAOM YCTAHOBJICHHUSI CTPYKTYPhI OPraHHYECKIX
coelMHeHUH. B oprannueckoil XMMUU KOPPEKTHBIM J0Ka3aTeIbCTBOM YCIICITHOTO
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CHHTE3a HOBOTO BEILECTBA SIBIISIETCS COBOKYIHOCThH JAHHBIX CHEKTPOCKOMHHU
SMP 'H u '3C, snemenTHOro amanmusa um (KeIaTenabHO, HO He 00A3aTENbHO)
MacCc-CIIEKTP.

A5.4. UK-Cnekmpockonusa

NuadpakpacHsiM Ha3bplBalOT H3lydeHHe ¢ jgiauHaMu BoyiH 0.75-1000 mkwM.
Pabounii nuanaszon mabopatopubix MK-crekTpomeTpoB 00buHO 1-25 MKM.

CormacHo 3aKOHaM KJIACCHYECKOW (PU3HMKHU, CHCTEMa, MUMEIOMIasi dJIEKTPH-
YECKUN NUIMOJbHBIA MOMEHT, KOTOPBI M3MEHSETCS BO BPEMEHHU, MOXKET IO-
[JIOMATh FUIM HCIYCKATh W3JIy4YEHHE C YacCTOTaMH, COOTBETCTBYIOUIUMHU H3-
MEHEHHUIO AMIOIHLHOTO MOMEHTa. YacTOTHl KOJIeOaTeNbHBIX IBIKCHUN aTOMOB
B MoJjiekyJax momnajgaiT B MK-obmacte crekTpa.

C ToukHM 3peHHs] KBAaHTOBOMEXaHHYECKON MOJenH, KojebaTenbHas dHEPrus
KBaHTOBaHa, U MK-CreKTpsl NOTTIOMECHHS OTPAXKaIOT MEPEXOIbl MOJCKYT MEXKIY
K0Je6aTeTbHBIMH YPOBHSMU OCHOBHOTO 3JIEKTPOHHOT'O COCTOSTHUSI.

MHoroaToMHas HeJIUWHEWHas MOJEKyJa, cOoCTosimias M3 N aTOMOB, MMeEEeT
3n — 6 konebareapHBIX CTemeHedl cBOOOABI (IMHEMHas Moyekyida — 3n — 5)
U Xapaktepusyercs 3N — 6 HOPMaJIbHBIMH KOJCOAHHSAMH, KOTOPbIE OOBIYHO
MIPEICTABIIOT KaKk HaO0Op HE3aBUCHUMBIX TAPMOHUYECKHX OCHIUIITOPOB. B Kkax-
JIOM HOPMaJbHOM KOJeOaHHWU YYacTBYIOT BCE aTOMBI MOJIEKYJHI.

Hampumep, TpexaTomHas HedumHEHHass Monekyina AB, nMeer Tpu HOpMab-
HBEIX KOJEOaHWs. Ba BAaJEHTHBIX, IIPU KOTOPHIX MPEUMYIICCTBEHHO H3Me-
HAIOTCS IJIWHBI CBS3€H, W ONHO AedopMalMOHHOE, CBSI3aHHOEC B OCHOBHOM
C M3MCHEHUEM BAJIICHTHOTO YTJIA.

'I\ A~ /T\
VA NVANRYAN
/ \ v e

CUMMETPUYHOE aHTUCUMMeTpuuYHoe  fJedopmaLnoHHoe
BajleHTHoe BaslleHTHoe

W3MeHUTh Yol MEXAY CBS3SAMH JIerde, YeM PacTAHYTh CBSI3b, MODTO-
My ® JHepTus neGopMarMOHHBIX KOJeOaHWW CYIMIECTBEHHO HIKE, YeM Ba-
JIEHTHBIX.

B Goxee cioXHBIX MOJEKyJIaX BCTPEUAIOTCS W OPYTHE THUIBI HOPMAalbHBIX
KosieOanuii (M3MEHEeHHUs ABYTPAHHOTO YIia, KPyTHIbHbIC KOJeOaHHs, ITyJIbCAUU
[UKIOB M T. I.).

B peanpnbix UK-cnexTpax, Kak mpaBuiio, HaOIIOAAIOTCS HE BCE HOPMAJIbHBIC
Konebanng. DTo 00yCIIOBICHO CIEIYIOMMUM mpaBuioM oTdopa: B MK-cnexTpax
MPOSIBIISIOTCS TOJIBKO KOJEOAHMS, KOTOPHIE MPOUCXOASIT C M3MEHCHHUEM -
MMOJILHOTO MOMEHTa MoOJeKyJlbl. Tak, Moiekyya Bojgopoaa B MK-oGmactu
HE TIOTJIONIALT, B TO XK€ Bpems misi MosieKynsl CO, Tpu U3 4eThIpeX HOpPMaTbHBIX
KosieOanuii (KpoMe CUMMETPUYHOTO BAJIIEHTHOIO) COMPOBOXKIAIOTCS H3MEHECHUEM
TUTIONFHOTO MOMEHTA ¥, CIEA0BaTENbHO, akTUBHEI B MK-cniekTpe mormomeHus
(T. €. MPOSIBIIAIOTCS B HEM.).
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CUMeTprUYHoe aHTUCUMETPUYHOE
BaJIeHTHOe BasIeHTHOe
0~C-0 OxC—0—
He nposBnAeTcs nposensercs
T T nedopmaunoHHble y.
0O—C—0 0O—C—0
l NposABNATCA Ve v

Haubonpnryto uatencuBHoCTh B MIK-criekTpax mMOTonieHns UMErOT MOJIOCHI,
OTHOCSIIHUECS K MEepexoJaM U3 OCHOBHOTO KoJeOaTeIbHOTO COCTOSHHA (Korna
KBAHTOBBIE YHCJIa BCEX HOPMAIFHBIX KOJNICOAHHI PaBHBI HYJIO) B COCTOSHHS,
OTBEYAOIINE M3MCHEHUIO HA CIWHUILY TOJBKO OTHOTO KOIeOaTeIhHOTO0 KBaH-
TOBOTO YHCIIa. DTH MEPEXOAbl U COOTBETCTBYIONINE WM YacTOTHI HA3BIBAIOT
OCHOBHBIMHU ((PpyHAAMEHTATBHBIMH).

Tunmuyneii UK-ciekTp mpezacTasisieT coO0W KPHBYIO CIOXKHON (HOpPMBI.
Ha puc. 30 mpuBeneH CHeKTp HHUKIOTCKCAHOHA.

Hcnonw3oBanue MK-crekTpockonmuu ¢ IeNbi0 UACHTH(UKAIIUN COCIUHE-
HUSL BO3MOXHO TOJBKO B TOM CIIy4ae, €CIIM MMEETCS CIIEKTp cpaBHEHHSA. B saTOoM
ClIydae XHMHUK-CHHTETUK MOXET C YBEPEHHOCTHIO TOBOPUTH O YUCTOTE MOIIY-
YEeHHOTO0 MM COEJAMHEHHUS TOJIBKO TOTJA, KOTJA CHEKTpP MOCIECIHEr0 MOJHOCTHIO
UICHTUYCH CHEKTPY CPAaBHEHHS — MajleiIlee pacXOKICHHE ¢ MOCICTHIM MOXKET
OBITH O0YCIIOBJICHO HAJIMYMEM INpUMeced KaK Ha yYpOBHE COTHIX IOJIEH Ipo-
LIEHTA, TaK U HECKOJIBKUX MPOLECHTOB.

Tonbko Ha ocHoBaHMK MK-crnekTpa yCcTaHOBUTH CTPYKTYpy BHOBB IIOJIyYEH-
HOTO COEAMHEHHS HEBO3MOXKHO. B TO ke BpeMs HEKOTOpble (yHKIIMOHAIHHBIE
IPYyIMIbl UMEIOT XapaKTepHbIC YaCTOTHI MOMIOLIeHus (Hampumep, KapOOHHIIb-
mast rpynma C=0), u konebaHus 3THX TPyNN ciabo CBA3aHBI ¢ KOJIeOAHUIMU
OCTANBHBIX (DPArMEHTOB MOJIEKYJBI. DTOT IMOJAXOJ MOXHO C CEpPhE3HBIMU OTO-
BOpKaMU pAacHpOCTPAHUTh HA MPOU3BOJIBHYIO MOJIEKYJNY WU Pa3jJUYHbIE THUIIBI
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0 T T T T T T T
4000 3000 2000 1500 1000 500
BonHoBoe uucno, cm™’

Puc. 30. IK-CnekTp umMKnorekcaHoHa
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Puc. 31. VIK-CnekTp 7-okcabuumkno[4.1.0lrentaHa

KoJeOaHMil XMMHUYECKHX CBA3eH B Hell. B pesymprare, 3Has OpyTTO-(hopmyry
BEIIECTBa WJIM IIPEAToNaras ero CTpykrypy, mo ero MK-cnexrpy mHOTAa MOXHO
YCTaHOBUTH HAJIM4YHE B MOJIEKYJE ONPEAEICHHBIX CTPYKTYpPHBIX (PparMeHTOB.

Ananmu3z HMK-cmexTpa OCHOXHSAETCS TEM, YTO KaXJAOMy KojebaTeabHOMY
COCTOSIHUIO MOJIEKYJIBl COOTBETCTBYET HECKOJBKO BpANIAaTENbHBIX COCTOSA-
HU{. BpamarenbHble COCTOSHUA IO PHEPTHH OTIMYAIOTCA HE3HAYHUTEIBHO,
U B pe3yibTaTe B CHEKTPax HAOIIOAAeTcs YIIMPEHHE II0JIOC IMOTJIOMICHNUS.

B npunoxennn Bl mpuBeneHsl XapaKTepHCTUYECKHE YACTOTHI IOTJIONMICHUS
JUIA Pa3MUYHBIX THUIOB CBA3eH M (YHKIIMOHAJIBHBIX T'PYIII.

Ha puc. 31 nmokazan UK-cnektp 7-oxcabunukio[4.1.0]Jrentana (mpoaykra
OKHCJICHHs LUKIIOTeKCeHa 1o peakuuu [Ipuiexaesa). C UCIIONB30BaHUEM TIPH-
JT0XeHHs 1 MOXXKHO OTHECTH HEKOTOpBIE MOJOCH! MOTJIONIEHNS . TaK, HHTEHCHBHAs
nosnoca mpu 2900 cm~! cooTBercTByeT BaneHTHBIM KosnebGanusm cesizeit C—H;
nosnoca npu 1420 cm~! orBeuaer nepopmannonusiM konebanusm —CH,—. Ha-
koHel, B obnactu 1400-600 cm! HAOMIOAETCS MHOKECTBO IOJIOC MMOTIOIICHHUS,
WHTEpIIpeTaysa KOTOPBIX 3aTpynHHUTENbHa. Kakas W3 9THX 1MOJIOC COOTBETCTBYET
BaJeHTHBIM KosebannsaM C—O, yCTaHOBUTH HEBO3MOXHO.

Tot ¢hakT, 4TO MBI OKa3aIUCh HE B COCTOSHUM HHTeprpeTHpoBats UK-ciexTp
M3BECTHOTO HECJIOKHOTO BEIIECTBA, B OUEPETHON pa3 WILTIOCTPHPYET mpodie-
MaTUYHOCTH HcToNb30BaHuA MK-criekTpockonuu Ui yCTaHOBIEHUS CTPYKTYPBI
OpPTaHUYECKUX COCTUHEHUM.

A5.5. Cnekmpockonus 6 YO u eudumoii o6nacmsax
A5.5.1. OcHOBHBIE MOHSITHSA

JlaHHBIH BHJ CHEKTPOCKONHUU OCHOBAH HA MOTJOMICHUH J3JIEKTPOMATHUTHBIX
BOJIH, JISKAIIUX B YIbTPpadUONETOBOW M BUAMMON 00IacTsAX CmekTpa. B memom
K ynbTpaduoneToBoii oTHOCAT obOaacTh 10-380 HM, mpu 3TOM ee pasieisioT
Ha ABE. OJMKHIOW U aajbHIO0 (O6oiee u MeHee 200 HM COOTBETCTBEHHO).
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Buammoii o6actu criekTpa COOTBETCTBYeT auamna3oH aauH BoiH 380-780 Hwm.
B pesynpraTe B3aMMOAEHCTBHA C TIOTJIONIAEMBIM H3JIy4€HHUEM MPOUCXOIUT BO3-
Oy»KIleHHe SIEKTPOHOB BBICIINX 3aHATBIX MOJIEKYJSPHBIX OpOHTajel, mpuyeMm
B 3aBUCHMOCTH OT CTPOEHHS MOJIEKYJIBl UCCIEAYEMOTO COeJMHEHHs IOTJIoIa-
€TCA U3Iy4YEeHUE C pasHoM MIMHOW BOJIHBL IlosToMy Y@ M BUIUMBIE CIEKTpPBI
MOTJIOIIEHUSI 4aCTO HA3BbIBAIOT 91E€KMPOHHLIMU CHEKMPAMU.

B ciryyae ofHO21€KTpOHHOTO BO30OYKAECHUS paspelleHHBIMHU SBISIOTCS TOJIBKO
MePEXOIbl MEXKTY COCTOSHHAMH OJMHAKOBOW MYJBTHILIETHOCTH. Y OOJBIIMHCTBA
MHOTOATOMHBIX MOJIEKYJ 3JEKTPOHHBIE CHEKTPHl HMOIIOMIEHHS OIpPENeISIFOTCS
MepexoJaMu U3 OCHOBHOTO CHHIJIETHOTO COCTOSIHHS B BO30Y)KIIEHHBIE CHH-
raeTHble cocTosiHUS. ONHAKO CIIMH-OpOUTANbHOE B3aMMOACHCTBHE NMPUBOIUT
K HapylLICHWIO IpaBuia oTOOpa MO CHUHY U TOSBICHUIO MOJO0C, OTHOCSIIUXCS,
HampuMep, K MepexojaM W3 CHHIVIETHOTO B TPHUILIETHOE COCTOSHHE, HO HX
WHTEHCHBHOCTH BCETJa MEHbIIE.

Paznenenune Y®-o0mactu Ha Be 4acTh OOBACHSACTCS TeM, 4TO (OTOHBI C JIJTH-
HOY BOHBI MeHee 190 HM MHTEHCHBHO MOTJIOMIAIOTCS BO3TYXOM, MTOITOMY Tpe-
Oyercsi cenuanbHOe BaKyyMHOE 000pyaoBaHue (OTCIO/Ia HA3BaHHUE BaKyYMHBbIH
yabTpaduorner mis mansHeir Y®-o6mactu). Takoe M3nydeHHe COCOOHO mepe-
BOJIUTH B BO30YKICHHOE COCTOSIHUE DJIEKTPOHBI, YYacTBYIOUIHE B 00pa30oBaHUM
o-cBsiseil. [Ipu 6—6 -Tepexo/ie IEKTPOHA TIONYYAETCS CUCTEMA M3 CBA3BIBAIOLIEH
(CMO) u paspeixistonieit (PMO) MonekyIsipHBIX OopOuTaiell, Ha KaXIoU U3
KOTOPBIX HaXOAMTCSA MO 3NEKTPOHY, T. €. (paKTHYECKH pa3phlB G-CBSI3U. DTOT
MPOIIECC B HEKOTOPBIX CIy4asX MOXKET MPUBOIUTH K pacmany Mojekynbl. Criek-
TPBI, 3apETHCTPUPOBAHHBIE B JajbHel Y d-o00macTu, MOTyT, TaKUM 00pa3oM, AaTh
nHpopManuio o0 IHEPTUsAX o-cBsAizel B Mojekyie. OQHaKO Ta ke MH(pOpMaIHs
MOJKET OBITh TOJy4eHa W KJIACCHYECKHMMH (PH3MKO-XHUMHYECKUMH METO/IaMHU.

HaunbGonee wHpopmatuBHB i Y®- U BHAUMOHW CHEKTPOCKOIHHU
MIPOLIECCH TTOTJIOIMIEHUSI M3ITyYeHNs, BBI3BIBAIOIINE MEPEX0Ibl T-3JEKTPOHOB
WU N-3JeKTPOHOB (DJIICKTPOHOB HEMOJCNCHHBIX Map MIW HECBSI3bIBAIO-
mux opOuraneil) Ha PaspHIXJIAINYIO opbuTans (T-T°, N—G -IMEepPEXObl
U Jp., T. €. dJeKTPOHHBIE MEPEXOJbl, HE COMPOBOKAAMONIUECT Pa3pyIIEHUEM
Mosiekynbl). Y®-CnekTpoCKOIus SIBISETCS OCHOBHBIM HHCTPYMEHTOM HCCIie-
JOBaHUS TAaKHX IMEPEXOJIOB.

OObIYHO TpU OONyYeHHH HEHACHIINICHHBIX COEAMHEHHWH M-3IIEKTPOH Tepe-
XOUT HA COOTBETCTBYIONIYID Pa3phIXJISIONIYI0 T -OpOUTanb (-7 -Mepexon).
Hecasi3piBarouit 3mekTpoH (N-3JEKTPOH WM JMEKTPOH HEMOJCICHHOW Maphl),
HE WUMEIONINH COOTBETCTBYIOIIETO BO30YXJIEHHOTO COCTOSIHHS, TaKXe€ MOXKET
MEPEXOUTh Ha Pa3phIXJISIOILYI0 T -opouTanb (N—m -Iepexoi, SHEPTUs TOrO
nepexoza Hike)!. Bo3MOKHBI M TEpexopl N=G , HO JUIsi HUX TpebyeTcs GOob-
mrasi 9Heprus (COOTBETCTBYOMIas JiMHA BOJIHBI MeHee 190 HM).

[pu nepexone snektpoHa ¢ n-MO Ha ' -MO (akTHYECKH TPOUCXOIMUT
pas3pbiB m-cBs3u. [Ipu o3HaKOMIIEHHM ¢ OCHOBaMH Y®- M BUAMMOW CHEKTPOCKO-
ITUH HE clieyeT 3a0bIBaTh M O TOM, YTO IOIVIOIIEHNE KBAaHTA 3JIEKTPOMarHUTHOTO
H3JIy4YeHHUs He 0053aTelIbHO BhI3bIBaeT mnepexon dekrpoHa ¢ B3AMO wa HCMO

! n-n"-Ilepexonsl HaGMIONAIOTCSA AJIS COEAMHEHHH, MMEIOIIUX TeTepoaroM C HEMOJEeIeHHO

napoﬁ DJICKTPOHOB, 06pa3y}0u11/1171 T-CBsA3b WA pacnonomeHHmﬁ pAaAOM C T-CBA3BIO.
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Puc. 32. 3anpelyeHHbin (n-11*) 1 paspeLleHHbIn (MT-T%) N0 CMMMETPUKM 3NIEKTPOHHbIE nepe-
Xofbl B KapOOHWAbHOW rpynne

(c BbICHICH 1O SHEPTUM 3aHITOW Ha HHU3LIYIO CBOOOAHYIO OpPOHMTANb) MOJEKYIHI,
BO3MOXHBI M ApPYyTHE 3JCKTPOHHBbIC Tepexonbl. Takum o0pa3zoM, 00BEKTOM
uccnenopaniue Y®- U BUIUMOH CIEKTPOCKOIIMHA B OCHOBHOM SIBIISIIOTCSI HEHa-
CHIILICHHBIC COCIUHCHUSI.

Hannuwe WM OTCYTCTBHE ONPENESNICHHON IMOJIOCH! MOTIOMEHUSI B CIEKTpE
OIpeIeIIsieTCs] He TONBKO YHEPTrUeil M3IYUCHUs: Jaxke eCclH SHEPTUsl dJICKTPOH-
HOTO Mepexo/ia HEeBEINKa, COOTBETCTBYIOMIAS MOJIOCA TIONIOMICHUSI MOXKET OBITH
MaJIOWHTEHCHBHA WJIM BOBCE OTCYTCTBOBATh. XapaKTepHBIH mpumep (puc. 32) —
nepexoi N— B KapOOHUIIBHBIX COEIMHEHUSX: PA3HOCTh MEXKIY T -OPOUTANIBIO
U OpOHUTANIbI0 HENMOAEICHHOW 3JICKTPOHHOW Hapbl KHUCIOPOJAa CPABHUTEIBHO
MaJia, OJHAKO OHU OPTOTOHAJBHBI APYT APYTY — MEPEKPHIBAHUE MEXIY HHMHU
MUHHAMAIBHO.

HeoOxonuMbIM yCIIOBHEM JUIsl MIEpeXojia JIEKTPOHA ¢ OAHOW opOuTanu Ha
IPYTYIO SIBISIETCSl 3aMETHOE TEPEKpPBIBAHUE JTHX OpOHTaNeil, OITOMY Heyau-
BUTENBHO, YTO WHTEHCHBHOCTD MOJIOC, OTBEYANOIMX N-T -IepexoaamM B Kap6o-
HUIBHBIX COCAMHECHHUSX, OYCHb HH3Kasl.

VHBIMH CTIOBaMH, MPH aHAJIH3€ DJICKTPOHHBIX CHEKTPOB M COOTBETCTBYIOIIMX
MM BO3MOXHBIX JJICKTPOHHBIX MEPEX0I0B TIOMUMO SHEPreTUYECKUX TpeOoBaHM
HEOOXOIMMO YUYHTHIBATh U «KTCOMETPHUYCCKUE» TPEOOBAHUS K OPOUTAISIM, MEXIY
KOTOPBIMH OCYILECTBIIOTCS MEPEXOAbl, T. €. UCIOJIb30BaTh MpaBHJa 0THOpa,
CBSI3aHHBIC C CHMMeTPHEH MOJCKYII.

A5.5.2. 3akoH norjiomeHus

TeXHUYECKHU JIETYE BCEro PEerucTpupyrorcss BuauMble U YD-cnekTpsl pacmeo-
pos. Ilpu peructpanuu CUEKTPOB, KaK IPAaBUIIO, MOTIOMIAETCS JIHIIb YacTh
ANEKTPOMATHUTHOTO M3ITyYEHUs, IPOIyCKAEMOT0 Yepe3 HCCIeayeMblii oOpaserr.
CBs3b MEXy KOJIMYECTBOM IOIVIOLIEHHOIO M3Jy4YeHUS U APYTMMH CBOHCTBaMHU
HCCIIENyeMOro o0pasiia OIKMChHIBaeTCs 3aKoHOM Bbyrepa—Jlambepra—bepa (nHorma
Ha3bEIBAEMOro 3akoHOM bepa—JlamGepra):

lg (1o/1) = ecl, umn B mpyroit popme | = le™

rae lg — MHTEHCHBHOCTD MaJarouiero jiyda, | — HHTEHCHMBHOCTD Jiy4a T0Cie ero
IPOXOKIAEHHUS Yepe3 siYeiKy ¢ KOHIeHTpanueil pacteopa ¢ (Monb/ia, M) u miu-
Hoit | (cm). Torma € — monsapuwbiil Kodpduyuenm no2noujerust, AIMEIOIIUNA pasMmep-
HOCTh MOJIB/(J1-CM).

ToT ke 3aKOH BBIMOJHACTCS U IPH PETHUCTPAIMU CIIEKTPOB Ta3oB.
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3aKk0oH TOTJIOMICHUS CIPaBEUIUB Il B3aMMOJEHCTBHUS BEIIECTBA C JIFOOBIM
AJICKTPOMAarHUTHBIM M3JyYCHHEM C BBICOKOHM dHepruei. OgHako Hambosee Bax-
HBIM OH SIBIISIETCSI IJI1 BUAUMON U YD-CIEKTPOCKOIHH.

Ab5.5.3. O0mmii BUA CIEKTPOB M X HHPOPMATHBHOCTH

OOBIYHO DJIEKTPOHHBIA CIEKTP M300paXkaroT B BHJC rpaduKka 3aBHCHMOCTH MPO-
nyckanus (Ig 1/1y) wmu MomsiprOro KO3 dHUIMEHTA TOTIOIICHHUS € OT JUTHHBI BOJI-
uel (B HM). Tlocnenuuii Bapuant 6osee unpopmaruseH. Jlorapupmudeckas mkana
MPOIMYCKaHUs BbIOpaHa JAJIsl TOr0, YTOOBI CIIEKTP OCTABAJICS HATNISIIHBIM U B TOM
Cllydyae, KOTJla COEIMHECHNE UMeeT HECKOJIBKO I10JI0C IOMIONICHUS PA3IMYHON UH-
TEHCHBHOCTH (TaK, JUIs paspelieHHbIX MePeXOJ0B BEIHYMHA & MOXKET COCTABIIAThH
JeCATKH ThICAY, AJsl 3anperieHHbix — Menee 100).

DNEeKTPOHHbBIC CHEKTPhI MOTJIOMICHHsST OOBIYHO COCTOST U3 HECKOJIbKHUX LIMPO-
KuxX mojoc. CpaBHUTEIbHO OONbIIAs IUPUHA JTUHUHA MOTJIOMICHHS B dJIEKTPOH-
HBIX CIIEKTpax OOYCJIOBJIEHA TEM, YTO JJIEKTPOHHBIC NMEPEXOJbl COBEPIIAIOTCS
MEXKAy «aHCaMOJISMH» DHEPreTHYEeCKHX YPOBHEH MOJIEKYJ, CYLIeCTBOBAHUE
KOTOPBIX OOBACHSACTCS HATHYIMEM Pa3lHYHBIX KOJIeOATENbHBIX M BPAIIATEeIbHBIX
cocrosiHui (puc. 33).

MHor#e 3IeKTPOHHBIE CIIEKTPHI MPEICTABIAIOT cO00il MPOCTO psifi KropOOB»,
OJTHAKO HEKOTOpPhIE UMEIOT «TOHKYIO CTPYKTYpY», T. €. COCTOSIT U3 COBOKYII-
HocTeil nuHui. Takas KapTHHA, K OpUMeEpy, HaOIIOAAaeTCs B MPUBEACHHOM
Ha puc. 34 cnekrpe OeH3o0ia.

B 00bI4HOIl mpakTHKe, XapaKTepu3ys OPraHHYECKOe COCAMHEHHUE C HC-
nonb3oBaHueM Y®/BUAMMON CIEKTPOCKONHH, PEIKO M300pa)kaloT COOCTBEH-
HO CHEKTP; OOBIYHO OTPAHUYUBAIOTCS TAOTHIIAMH, B KOTOPBIX MPHUBEICHBI
MaKCHMYyMbI MOTJIOMICHUsS (B €IHHUIAX JJIMHBI BOJHBI, HM) ¥ COOTBETCTBYIO-
IIHE UM BEJIUYHUHBI €.

WHdpopMaTHBHOCTh IJNEKTPOHHBIX CIIEKTPOB BEChMa OTHOCHTENbHA. HECMOTPSI
Ha BOXHOCTH Y O-CMEKTPOCKONUH IS HCCICOBAHUS OPraHMYECKUX COSTUHCHUIT
ONPE/ICICHHBIX KJIaccoB (B OCOOCHHOCTH KpacUTeNleid, MEeTalIo0praHn4ecKHX
COCNIMHEHHUH ¥ T. 1.), HHGOPMALUU O CTPYKTYpe MPOU3BOJHLHOIO OpraHHye-
CKOTO COCAMHCHUSI TaKHe CIIEKTPHI He conepkaT. DakT MOTTIOMICHHST H3TYICHHS

PaspelueHHble
nepexopbl

Habop konebatenbHbIX
COCTOSIHUN
Habop BpaliaTenbHbIxX
COCTOAHUN {

Puc. 33. DneKTPOHHble COCTOAHUA KakK COBOKYMHOCTW KosiebaTenbHO-BpallaTenbHbIX
COCTOAHUN — MPUYMHA YLWIMPEHUA MOSIOC NOF/IOWEHNA B 3MEKTPOHHbIX CneKkTpax
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Puc. 34. YO-Cnektp nornoweHna 6eH3ona

B OmmxHeld Y@ u BUIMMOHN 00JIACTH TOJNBKO B HEKOTOPHIX CIIy4asX MO3BOJSIET
CAeNaTh 3aKJIIOYEHHS O HAJIMYUHU B MOJIEKYJIE UCCIEAYEMOIrO COCIUHEHUS! CTPYK-
TYpPHBIX ()parMEHTOB OIPEJEICHHBIX THIOB — KPAaTHBIX CBSA3€H, COMPSIKEHHBIX
CHCTEM, JIOHOPHBIX WJIHM aKLIENTOPHBIX (YHKIHOHAIBHBIX TPYIIIL.

A5.5.4. OcHOBHBIE TEPMHUHBI JJIEKTPOHHOMH CMIEKTPOCKONMH

Kak yxe roBopmiioch paHee, 3JeKTPOHHAs CIIEKTPOCKONHS HACHIIIEHHBIX COEH-
HEHHMI MMeeT OrpaHWYeHHOe mpuMeHeHue (Tak Kak mepexo] 6—c  (axrTuue-
CKM TPHBOJHUT K Pa3pbiBy CBA3HM, a BEIUYMHBI KO03()PHUINEHTOB IOTIIOMEHUS
IS N—G -Mepexo 0B 00bIuHO HeBenuku). CylNIECTBEHHO BAKHEE €€ HCIOJb-
30BaHUE MPHU WCCIEAOBAaHWM HEHACHIIICHHBIX COSAMHEHHUH, NMPUYeM aHaIu3
YV ®/BUANMBIX CHEKTPOB TaKMX MOJIEKYJ 3a4acTyl0 MO3BOJIAET CHENaTh P
BXHBIX BBIBOJIOB, KacaroOIIUXCS CTPOSHHUS HCCIENyeMOr0 COCIUHEHHMS.

[Mornomwenne B YO/Buaumoi obnactu 00bIMHO 0OYCIOBICHO NMPHCYTCTBUEM
B CTPYKTYpE MOJIEKYJBl OPTaHWYECKOTO COCAMHEHHsS HEHACHIIIEHHBIX TPy,
Ha3bIBaeMbIX XpoMogopamu. XpoModop — KOBAaJCHTHO HEHACHIICHHAS T'PYIIIa,
HaJIM4He KOTOPOH B MOJIEKyJie 0OecIeurBaeT MOMIOIEHNE H3ITyYeHnsI B 00IacTh
200-800 um (mampumep, C=C, C=0, NO, u ap.). ITonocsl nOrIONIEHUsS XPO-
MO(OpOB 00YCIIOBIEHBl B OCHOBHOM T—T - WJIM N—T -[IEPEXOIAMH.

AYKCOXPOM — 3TO 3JIEKTPOHOJOHOpPHAsl HACBHINIEHHAs T'PYyINa, KOTopasd,
Oyay4dH TPUCOEIMHEHHOW K XpOMOQOpy, H3MEHSET OCHOBHBIE CHEKTPaJbHBIE
napameTpbl (Kak MOJIOKEHHE, TaK U HHTCHCUBHOCTh MaKCHMYyMa IOTJIOIICHHS).
IMpumepamu moryt ciyxutb OH, NH,, Cl u ap. YBennueHue HHTEHCUBHOCTH
MOTJIOMICHNS Ha3bIBAETCS THMNEPXPOMHBIM 3((}eKToM, yMEHBbIIeHHEe — T'HI0-
XPOMHBIM 3P (PEKTOM.

CIBUT MOJIOCH MOMIOLMICHHUS B CTOPOHY OoJiee AJIMHHBIX BOJIH (6aToXpom-
HbIil WM KPacHBI CABHMI) OOBIYHO OOYCIIOBICH CONMPSDKEHUEM XpOMO(OpOB
C KpaTHBIMH CBsi3siMU. CHIIBHBIA OaTOXPOMHBINH CIBHT MPUBOIUT K TOMY, YTO Be-
[ECTBO HAYMHAET MOMIONIATh M3JIyYeHHE B BUAMMOM obnactu crekrpal.

! TIpumep — KOHAEHCHPOBAHHBIE APOMATHYECKHUE COEMMHEHHS W TOJIHMEHBI.
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B HEKOTOpHIX Cily4asx HaOJII0JacTCs MPOTUBOIOJIOKHOE sSBICHUE (THICO-
XPOMHBI CABUI, CHHHU CABHI) — CABHI IOIJIOIIEHUS B CTOPOHY Ooiee Ko-
pOTKUX BONH. Takoi CIABUT OOBIYHO BO3HHKAET, Korja XpoModopHas rpyIa
CBsI3aHa C T'€TEPOAaTOMOM, MUMEIOIIUM HETMOJEICHHYIO JIEKTPOHHYIO mapy.

A5.5.5. Oxpamennble coennnenusi. Kpacuresn

Kak yxe roBopuiioch paHee, BHIAWMAs 4acTh CHEKTPa OXBAaThIBAeT OOJACTb
380-780 um (mpunsito cuutath — 400-750 um). Ecnu coeiHEHHE MOJHOCTHIO
MPOITYCKAET HIIU MOJHOCTBIO OTpa)kaeT BUAWUMBII CBET, OHO KaKeTcs Ham Oec-
LBETHBIM WJIN O€JNbIM; B CiIy4ae ITOJIHOTO HOTJIOUICHUS BELIECTBO BOCIIPHHU-
MaeTcsi Kak 4yepHoe. Eciu ke coelMHEeHUEe B3aUMOACUCTBYET JIMIIb C YaCThIO
BUAMMOIO CIIEKTPa, OHO BOCHPUHHMAETCS KaK OKpalleHHOoe.

Ipumep 1. lomycTuM, BEIIECTBO IMOIVIOMIAET BO BCEil BUAMMON o0iacTu
U TIPOITyCKaeT WJIM OTpakaeT cBeT B obmactu 595-605 um. B sToM ciyuae
COCIMHEHNE KAXKETCs OKPAIICHHBIM M MMEET IBET HPOLICIIIETr0 WK OTPaXKeH-
HOTO U3llydeHHs. B naHHOM ciydyae — OpaHKEBBIM.

Ipumep 2 (cymectBeHHo Oonee BaxHbIH). CoeqMHEHHE TOTIIOIIAST BUAUMBIN
CBET B HEKOTOPOM AMAIa3oHE — JOMYCTHM, B ToM ke. 595-605 um — u mpo-
3payHO B OCTANBHBIX 00JACTIX cHekTpa. M B 3TOM ciiydae OHO OyAeT OKpalleH-
HBIM, OJHAKO TJa3y OylneT BUAEH LBET, AONMOJHHUTEIbHBIN K TOTJIOLICHHOMY
(cM. puc. 35). B nanHOoM cityyae — 3eneHoBaTo-cMHMHA. OKpacka MHOTHUX COENU-
HeHu# 00yCIIOBICHA UMEHHO TIOTIIOMIEHWEM B ONHOW min Ooyiee 00acTAX BU-
IMMOM 4acTH criekTpa. Eciu monoc mormnonieHus HeCKOIbKO, HO HHTEHCUBHOCTD
UX CHJIBHO pa3sindaeTcs, NOIy4aeM MHOr000pa3ue OTTCHKOB COCIMHEHHIA.

Bropoii npuMep (GakTHYecKH WLTIOCTPUPYET B3aUMOCBSI3b MexIy YD-crek-
TPOCKONHUEH W CHEKTPOCKONMUEH B BHIUMOW OONACTH. MPU CHIHHOM 0Oaro-
XPOMHOM CJBHT€ TIOJ BIUSHHEM XpOMOMOPHBIX TPYII COCAWHEHHE HAUYUHACT
MOIVIOMIATh YK€ B BUAMMOW oOmactH. Tak, CONpsyKEHHbIE IMOJUEHBI C JJIHH-
HOU 1enblo (KapOTWH) WM MOJHAPEHBI ¢ OOJIBIINM YUCIOM OCH30JBHBIX sAep
(puc. 36) okpalucHHEIE.

A5.5.6. IlpuMeHeHHeE 3TIeKTPOHHO CIIEKTPOCKONMUHU

OcHOBHBIE 007aCTH MPUMEHEHHS IEKTPOHHONW CHEKTPOCKOIIUU — MUCCIICAOBAHHUE
U3BECTHBIX COCIUHEHUH C LIENbI0 ONpEAETIeHNU OTHOCUTEIbHBIX dHEPruil Mo-
JMEKYJSPHBIX OpOHTaNel, a TakKe MCCICAOBAHHUE TPEBPAIICHUA OPTaHHMIECKHUX
COEAMHEHUHN, CONMPOBOXKAAIOUIUXCS CYLIECTBEHHBIM U3MEHEHUEM HMX 3JIEKTPOH-
HOTO CTPOCHUS.

WUneHTnUKANNIO OPTaHUIECKOTO BEIIECTBA HEM3BECTHONH CTPYKTYPHI C IIO-
MoIIb0 Y®/BUIUMON CHEKTPOCKOIUU OCYIIECTBHTH HEIb3s. EIMHCTBEHHEIH
BBIBOJI, KOTOPBI MOET OBITh CJAcJIaH Ha OCHOBaHWM aHaim3a Y D-clekTpa
MMPOU3BOJILHOTO COCIMHEHHUSI, — 3TO BBIBOJ O HAIMYHUU B €T0 MOJIEKYJE XpOMO-
(hOpHBIX TPy

OnHako eciii BO3HUKAET HEOOXOJAMMOCTh Pa3IMYUTh CTPYKTYPHBIC U30MEPHI
noromanmx B Y®/BUAMMON 001aCTH OpPraHMYECKHX COECIMHEHUH, STOT BUJ
CIIEKTPOCKOIIMHU BIIOJHE MPUMEHHUM, OCOOCHHO IS TOJH3aMENIeHHBIX apoMa-
THYECKUX COEIUHEHHUU.
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A5.6. OcHoebl cnekmpockonuu AMP

SBnenvie smepHOro MarauTHOro pesonanca (SIMP), otkpeitoe B 1945 r. ®. Bioxom
u . Tlépcemnom (HobGenesckas mpemus mo ¢usuke, 1952 r.), nerio B OCHOBY
HOBOT'O BHJa CIIEKTPOCKOITUH, SIBIISIOIIETOCS CETOJHs OJHHM U3 CaMbIX WHQOP-
MaTHBHBIX METOJ/IOB MCCIIEJIOBAHUS CTPYKTYPHI U JHHAMHYECKUX IMPEBpAIlCHHH
MOJIEKYJI, MEXKMOJIEKYJISIPHBIX B3aMMOJIEHCTBUI, MEXaHU3MOB XMMHUYECKUX peak-
U U KOJUYCCTBCHHOTO aHaJM3a BellecTB. [IpocToTa mpuroToBieHus 00pasios,
OBICTPOTA MCCIICIOBAHMS U BBICOKAas MHOOPMATHUBHOCTH criekTpoB SIMP cremanu
STOT BHJ CIEKTPOCKOIHMH OJHUM W3 HanOoJee BaXKHBIX JKCIPECC-METOJOB aHa-
JIM3a OPraHUYECKUX COCIUHEHUH MPOM3BOJBHON CTPYKTYPHI

B nmaHHOM pasnene B MaKCHMAIBHO MPOCTOW M TOCTYIHOH (hopMe H3I0KEHBI
HEKOTOpPBIC TEOPETUIECKUAES OCHOBBI U TEPMUHOJIOTHS criekTpockormmu SIMP, a taxoke
HpUBEICHBI IPUMEPBI UCTIONBL30BaHust criekTpockoruu SIMP  Ha sinpax *H u BC s
UICHTH(OUKALMKA U OTPENICSICHUs] CTEIICHH YUCTOTHI KOHKPETHBIX COCIMHEHUIL.

Ab5.6.1. MaruuTHbIe cBolicTBa siep. D ekt 3eemana.
OcHoBbI ciekTpockonuu AMP

[TockoabKy SACPHBIN MarHeTU3M SIBIISICTCS BEChMa CIIOXKHBIM (PU3UYECKUM II0-
HSATHEM, JUISI €TO ONMCAaHUS MPUBJICKACTCS MaTEMAaTUYECKUI ammapar KBaHTOBOM
MEXaHUKH, TOXKE BechMa HempocTod. OgHako i MOHUMaHus CyTH 3¢ dexTa
AIEPHOTO0 MarHUTHOTO PE30HAHCAa MOXKHO HCIOJB30BaTh HAINATHYIO «KJIACCH-
YECKYI0» MOJEb.

IIpencraBum cebe spo aToMa B BUJC BPAIIAIOIIETOCS IOJIOKUTENBHO 3apsHKeH-
HOTO IIapuKa. 3aps BpalaeTcsl Mo KOJbIEBOW opOUTe, MOPOXKIas MHUKPOCKO-
NUYECKUM KOJBIEBOM TOK. [IOCKONBKY KOJBIEBOW TOK MHAYLHUPYET MAarHUTHOE
moJie, TaKoe SAPO TMPEACTABISCT COOOM HE YTO WHOE, KaK MUKPOCKOMUYCCKHI
MarHut. MarHuTHBI MOMEHT SIIpa HalpaBJieH BJOJb OCH BpamieHus (eciu ObITh
TOYHBIM, MPEIECCHUPYET OTHOCUTEIBHO ITOU OCH), U €r0 MOXKHO YIOAOOHTH
KPOIIICYHOMY CTEPKHEBOMY MArHHTY C XapaKTePHBIM MAarHUTHBIM MOMEHTOM.

Baxneiinras kKBaHTOBOMEXaHUYECKas XapaKTEPUCTUKA sAapa — CIuH. Bpa-
Iaronieecss BOKPYr CBOCH OCH SApO MMEET COOCTBEHHBIH YTIIOBOH MOMEHT
KoiudecTBa aBwkeHus P = 7l, rme | — Bekrop cnuHa. MarHUTHBIE MOMEHT
Spa U IPSIMO TIPOMOPIMOHATICH YTIIOBOMY MOMEHTY: UL = YP; Y — KO3 DHUIMESHT
MIPOMOPIIMOHANIBHOCTH, Ha3bIBAEMBIH THPOMArHUTHBIM OTHOIICHHEM. DTa BEIIU-
YUHA SBIISICTCS XapaKTEPHOW UISl KaXKJOTO TUIIA SIIEP W COCTABIIACT, HAIPHMED,
s *H 2.675:1078 pan/(Ta-c), nna *C 0.673-10°8 pan/(Tn-c).

VYrinoBoil U MarHUTHBII MOMEHTBI K8aHmMOGaHbl. Pa3pelieHHble 3Haue-
HUSI NPOCKIHUU YTJIOBOTO MOMEHTa p; Ha OCh BpAaIlCHUS OMPEACISIOTCS
COOTHOILICHUEM:

pz = Amy,

rae /i — mocrosiHas IlnaHka, a M, — MarHUTHOe KBaHTOBOe 4McJ0. [TocneaHee
MOXET NMpUHUMaTh 3HaueHud, paBuble I, 1-1; ... —I, rne | — cnuHOBOE KBaH-

1 Tn - Tecna, equHMIIa MATHUTHOM naaykuunu B CU.



76 A. BgodHas uyacme

z mp=+1/2 a
b 7

B

° =l AE
_I:

N\ X
- mp=-1/2 B
y By=0 By>0

Puc. 37. PacwenneHne aHepruyn CNMHOBbLIX COCTOAHMI Agpa CO CMMHOM 1/2 B MarHUTHOM
none (3¢pdpekT 3eemaHa Ana Agep aToMoB)

TOBOE YHMCJIO, UHBIMH CJIOBaMH, COOTBETCTBOBATh OJHOMY U3 2l+1 CIIMHOBBIX
COCTOSIHUH.

IIpu | = 1/2 Bo3MOXHBI 2 COMHOBBIX cocTostHus (M, = +1/2 wiu — 1/2)
Ipu | = 1 — 3 couHoBBIX coctosuus (M, = =1, 0 mam +1)
Ipu | = 3/2 — 4 cnmuoBBIX coctostaus (M, = —3/2, =1/2, +1/2 unmu +3/2)

Bce siApa ¢ HeYeTHBIMM MAaCCOBBIMHM YMCJAMH, a TaK)Ke fApa, UMel0-
1Me HeyeTHOe YHUCJI0 MPOTOHOB M HEHTPOHOB, 00JI1aJal0T MATHUTHBIM MO-
mentoMm (I # 0). B mepBom cayuae | mpuHuMaeT moJiyuesible 3HAYEHUS
(272, 3/2, 5/2...), Bo BTOPOM — meanie (1, 2, 3...).

W3 mpakTHYeCKH Ba)XKHBIX CHOHHOBOE 4ucio 1/2 uMeroT cieayroliue
anpa: H, 1BC, °F, 3P, ®N. dapa °H u N umeror | = 1; agpa 1B, 3ClI,
37CI, Br u 81Br - 3/2.

Jns Mcmons3yeMoil B IMIMPOKON MpakThke crekTpockonuu AMP HanGob-
niee 3HadeHHe UMEloT sapa C | = 1/2 (mpuyem momaBistioniee GOJBIIHHCTBO
criekTpoB peructpupyercs Ha sapax ‘H u 3C). U3 amep ¢ | = 1 3amerHoe
3HauYeHNe UMEIOT sapa “H (B OCHOBHOM M3-3a MCIOJB30BaHUS JIEHTEpUPOBaH-
HBEIX PAacTBOPHUTEIIEH).

BenuunHa Npoekuy MarHUTHOIO MOMEHTA 3aJaeTcsl BBIPAKEHHEM Ly = yAM,.
a1 mpoTOHOB 3Ta BeNMYHMHA cocTaBiusieT *y/i. B oTcyTcTBHEe BHENIHEro
MarHUTHOTO II0JISI CIIMHOBBIE COCTOSIHUSI BBIPOXKACHBI 1O 3Hepruu. Ilpu mome-
IICHUM sipa BO BHEIIHEE MarHuTHoe mosie B, sHeprernueckoe BBIPOXKICHHE
saep cHuMaeTcs (sapa ¢ HampaBJICHHBIMH IO IOJI0» M «IPOTHB IOJIS» Mar-
HUTHBIMA MOMEHTaMH UMEIOT PAa3IMYHYI0 SHEPTHI0) M BO3HHUKAET BO3MOXKHOCTD
JHEPreTUYECKOTo Mepexoqa ¢ OJHOTO YPOBHS Ha APYToil.

OTOT mepexox U sBisAeTcs (PU3NUECKOW OCHOBOW CHEKMPOCKONUU S0ePHO20
MACHUMHO20 pe30HaHCa:. HIEKTPOMATHUTHOE H3JIyYCHHE IMOINIOIIAETCS sSApaMU
oOpasla, MOMEIICHHOTO B MarHUTHOE MoJe.

Taxkum 00pa3oM, B YIIPOIIEHHOM BHJE SKCIEPUMEHT IO crekTpockornuu SAMP
BBIIJISIIUT CIETYIONMM 00pa3oM: aMIyna ¢ 00pa3IoM HCCIEAyeMOro COCAMHEHHS
IIOMEIIAETCs B MAarHUTHOE I0JIe M 00Jy4YaeTcsl SIMeKTPOMAarHUTHBIM H3JTyuYeHHEM
Cc mepeMeHHoW yacToToil v. IIpM HEKOTOpPOIl YACTOTE Vj, COOTBETCTBYIOLIEH
SHEPTHH Mepexoia MEXIy CIHHOBBIMHU cocTosiHusiMu AE = hv,, Habmromaercs
nornomenre. HarsiaHo pe3ysinsraT SKCIEepUMEHTa MPEACTABIAIOT B BUAC CIICK-
Tpa — 3aBUCHMOCTHU IOIVIOLIECHUSI OT YaCTOTHI.
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hv AE = hv,
3,
w5 g g,
— VO—’:,

Puc. 38. MpoxoxaeHre 3neKTPOMarHMTHOrO U3NyYyeHnn Yepes obpasel, SHeprua nepexopa
N COOTBETCTBYIOLWMIA dparmMeHT CrieKTpa nornoLeHns

DHeprusi MAarHUTHOTO JUIIONS paBHa W Bo, m mpu | = 1/2 pasHocTh 3HEpruii
MEXJy ABYMsI CHMHOBBIMH COCTOSHHUSAMH A1pa OIMCHIBAETCS ypaBHEHHEM

AE = 2u;B, = yBohi = hv,

rge By — MarMTHAs MHAYKLOHS BHELNIHET0 MAarHHUTHOTO Iojs (IUIOTHOCTH Mar-
HHUTHOTO IIOTOKA), BeIpaxkaemas B Tecma (Ti), vy = yBo/2n — pe3onancHasn
YacTOTA NOIJIOLIEHHS.

MOKHO OLEHHTh BEIHYUHY Vo. TakK, JJIS IPOTOHA, HAXOMSMILErOCsS B MarHuT-
noM mone ¢ uaaykiuei 1.41 Ti, ona cocrasiser ~60 MI'1 (pagrodacTOTHEIH
JHaIa3oH).

A5.6.2. 3aceleHHOCTB IHEPreTHYECKUX YPOBHEH.
YyBCTBHTEIBHOCTh PA3INYHBIX SI/IEP

3aceneHHOCTh DHEPTETHUYECKUX YPOBHEH, COOTBETCTBYIONMIUX BETUYHMHAM
m, = +1/2 u -1/2, onpenensiercss pacnpenencureM bomabimMana:

No/N; = exp(-AE/KT) = exp(~yhBy/KT) = 1 — (yhBy/KT)

W3 3TOrO BBRIpa)KEHHSI BUIHO, YTO Pa3HHIA B 3aCEIICHHOCTH >HEpreTHye-
ckux ypoBHel N, u Nﬁ, ompeeNsiomas BepoITHOCTh Mepexoja M, cieio-
BAaTEIbHO, MHTCHCUBHOCTh CUTHajla B CIIEKTPE, HEMOCPEACTBCHHO CBA3aHA
C TeMIIepaTypoil: MpU MOHUKEHUH TEMIIEPaTyphl UyBCTBUTEIBHOCTH CIIEKTPO-
ckoriuu SIMP pacrer.

UyBcTBUTENBHOCTh MeToAa SIMP mpu mcciienoBaHMM HEKOTOPOTO siApa 3a-
BHCHUT OT BEJIMYMHBI MarHUTHOTO MOMEHTA siipa L, KOTopas OIpeienseT pas-
HOCTh SHEPTHU MEXKIY SACPHBIMH CITUHOBBIMH COCTOSIHUSAMH H, CJICIOBATEIBHO,
M30BITOK 3aCEeIEHHOCTH HIDKHEro COCTOsIHHA. [10Ka3aHo, YTO uHmMeHCUsHOCmb
curnana sapa nponopuuonansha [(1+1)/12]u®B3.

B Tabn. 3 mpuBeneHbl MarHUTHBIE CBOMCTBA si/Iep, Ba)KHBIX AJISi CIIEKTPOCKO-
i SIMP opranuyeckux coeuHenuit (L — ANEpHbIH MarHETOH, paBHbIH €4/2M,,
rae € — 3apsj 2JIEKTpoHa, /i — moctosHHas Ilnanka, a My — mMacca MPOTOHa;

uy = 5.0505-107%" JIx/Tn).
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Ta6bnuuya 3. MarHUTHble CBONCTBA HEKOTOPLIX AAepP

SAnpo | MaruuTHbIi T'upomaruutHoe OTHocHuTebHAS [Ipupoanoe
MOMEHT OTHOLICHUE Y, YYBCTBUTEJIBHOCTD | CO/AEpP:KAHHeE,
B enununax py| 1078 pan/(Ta-c) %
H 1/2 2.79277 2.675 1 99.98
2H 1 0.85735 0.411 0.009 0.0156
B 3 1.8007 0.288 0.02 18.83
1B 3/2 2.6880 0.858 0.165 81.17
18C 1/2 0.70216 0.673 0.016 1.108
N 1 0.40369 0.193 0.001 99.635
BN 1/2 -0.28298 -0.271 0.001 0.365
70 5/2 -1.8930 -0.363 0.029 0.037
¥F 1/2 2.6273 2.517 0.834 100
2g;j 1/2 —0.55492 -0.531 0.079 4.70
sip 1/2 1.1316 1.083 0.066 100

A5.6.3. PenakcanMoHHbIe MPoLecchl M IIUPUHA JUHMIA B ciekTpax SIMP

[Ipu mornomeHun KBaHTa 3JIEKTPOMATCHUTHOTO HM3JIYYEHHUS SAPO MEepPeXOoauT
Ha OoJee BBICOKHU DHEPTETUYECKUH YPOBEHB, T. €. MPOWCXOAHUT MOTIIONMECHUE
W3JIyYeHUs, KOTOpoe U peructpupyercsa cnekrpomerpom AMP. IMornomenue
3JIEKTPOMArHUTHOTO M3JIyY€HUs MPOUCXOIUT HE TOYHO IPH ONpENeTIECHHON Ya-
CTOTE, a B IpeAeliax HEKOTOPOro HMHTEpBalla 4acTOT, T. €. pealbHbIC JHHHUH
norjoueHud B cunekrpax SAMP sBnstoTcs ymwMpeHHbIMU. YIIUPEHHUE JTUHUU
CBSI3aHO CO MHOXXECTBOM (PaKTOPOB, TIABHBIMH U3 KOTOPBIX SIBISIOTCS:

* HEOJHOPOJHOCTh MarHUTHOTO M PaJHOYaCTOTHOTO MoJieid. B coBpeMeHHBIX
CIIEKTPOMETpax dTa MpodjeMa B IEJIOM pelIeHa. MarHUTHOE ToJie B 00-
JACcTU JNaTdyuMKa npubopa sBIgeTCs ogHOpoAHBIM. Kpome Toro, obpaser,
CIIEKTP KOTOPOTO PETUCTPUPYETCs, OBICTPO BpaliaeTcs BHYTPH JATUYHMKA;

¢ PpeaKkCalluOHHBIC ITPOILECCHI.

Penakcamusi — 3TO mepexoi Mexay dHEPreTHYECKHMHU COCTOSTHHSMH, BOC-
CTaHABJIUBAIOIMH 0OBIYHOE OOJBIIMAHOBCKOE pacmpeseieHue. Takoil mepexon,
KaK MpaBWIO, HE CONPOBOMKIAETCS PaAHOYacTOTHBIM H3inydeHHeM. CyIiecTBYIOT
pasiuyHBIe TUIBl ¥ MEXaHU3MBI pellaKCaIliH.

Haubosiee BaxHBIM penlakCallMOHHBIM IPOIIECCOM SBISIETCS TaK Ha3bIBaeMas
CIMH-PelIeTOYHAsl peakcanus (ee XapaKTepUCTHUECKOe BpeMsi 0003HadaeT-
csi T,), oOycloBIeHHAsS B3aUMOJICHCTBUSIMH MArHHUTHOTO Sipa C JIOKAJTbHBIMH
9JIEKTPOMAarHUTHBIMH TIOJIAMH OKpysKatomiei cpensl. [lokasano, 4ro B ciyyae
CHJIbHBIX PaIHOYaCTOTHBIX ToJiel B, MHTeHCUBHOCTD (I) B MakcuMyme curHaia
(pu pe30HAHCHOM YacTOTe V,) 3aaeTCsl BBIPAKCHHEM:

I(vy) = const/B;T,
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W3 sTOTO BBIpaXK€HHS BUAHO, YTO OOJIBIINE BPEeMEHa pellakcalid U OOJbIINe
AMILTHTY/IbI BBICOKOYACTOTHOTO TMOJISI YMEHBIIAIOT HHTEHCHBHOCTD CUTHAMA (Ipo-
HCXOMUT HACBIIIEHHe Pe30HaHCHO# nuHuK). OgHako ecnu Bpems 7; Majo, Ha-
OnronaeTcsd ymiMpeHHe Pe30HAHCHOM JMHMU B PE3yJbTaTe YMEHBIICHUS BPEMEHU
KHU3HH fA7pa B BO30YKICHHOM COCTOSHHH, YTO TPUBOAMT K HEONpeaeJeHHOCTH
B 3HAUEHUU pa3HOCTH 3Hepruil. CornmacHo NMPUHLMIY HEONPEAEIEHHOCTH,

OE-dt = h/2n, mockoneky E = hv, év = 1/(2n-56t)

Iupuna nuaun (CBsI3aHHAs ¢ HEONPEACICHHOCTHIO B 3HAYCHUU YACTOTHI)
3aBucuT oT 1/6t, T. e. or 1/T,. B opranuueckux »HIKOCTSIX T A1 MPOTOHOB
O0OBIYHO MMeEET BEJIMYMHY IOpAJIKa HECKOJIBKHX CEKYH], YTO JIaeT BEIHYWHY
Heonpenenennoctu nopsaka 0.1 I'm.

Cy1iecTByeT psii MEXaHU3MOB CIIMH-PELIETOYHON pesaKkcaluu:

* JIMIOJNb-AUTIONIEHOE MATHUTHOE B3aHMMOJICHCTBHE C MOJIEKYJIAaMH PacTBOPH-
Tellsl, B Pe3y/bTaTe KOTOPOro MarHUTHAasi SHEPrusi mpeodpasyercsi B TEIIo-
By10. boree monsapusie pacTBopuTenn ABIAIOTCS M Oosiee 3PHEKTHBHBIMU
peNaKcUpYIOIUMH areHTaMu. BenwunHa T) cBsi3aHa ¢ BSI3BKOCTBIO HCCIIe-
nyeMmoro oOpasma: B 0OoJiee BSI3KOM 00pasle pelaKCalluOHHBIE MPOIECChHI
YCKOPSIIOTCS, YTO MPUBOAMT K YIIMPCHUIO JHHUIA;

* B3aMMOJICUCTBHE KBAJAPYIOIBHOTO 3IEKTPHUYSCKOTO MOMEHTA C IPaJUCHTOM
SIIEKTPUYECKOro I0jA Ha sape. Takoi MoMmMeHT mMeror sapa ¢ | > 1/2;
OHHM XapaKTepPHU3YITCS chepruuecKkd HECHMMETPUYHBIM pacHpe/esieHueM
3apsja, T. €. dNeKmpuideckum KeaopynoivHvim momenmom Q. Jlns umero-
[IMX MarHUTHBIH MOMeHT siaep ramorenoB — Cl, Br u | — aToT Mexanusm
HACTOJIBKO I(PPEKTUBCH, YTO OHU MPAKTUYSCKU HEMArHUTHbL. B ciydae
spep N curHasisl ymmpeHsl OYeHb CHIIBHO, CUTHANBI 2H Takke yHIMPEHSI,
HO HE3HAYUTENHHO;

* JIUTIOJNIb-TUTIONBHBIC B3aUMOJCUCTBUS MEXAY COCEAHUMU SIAPAMH, TTPUBO-
Jse K ymeHblnenuto 1. OueBHIHO, MOA00HBIE B3auMonercTBus 3pdek-
THBHBI, KOTJ]a 00a siapa SIBISIOTCS MAarHUTHBIMH. DTOT MEXaHU3M IPOSIB-
nseTcs HauboJiee CHIIBHO, €CIIH PAJIOM C UCCIEAYSMBIM SAPOM HaXOMHUTCS
SIAPO C BJIEKTPUUYECKHM KBaJIPYIMOJIbHBIM MOMEHTOM. Ha mpakTuke 3TO
MPOSIBIISIETCS, HAIPUMEpP, B CIEKTPax MOJEKYI, COASpKaIluX aTOMBI a30-
Ta (kéadpynonvroe ywiupernue). JJaHHBIA MeXaHU3M HanOoJIee BAXKEH IS
cnexrpockonuu SIMP BC: Tak, 4eTBepTHUHBIE aTOMBI yIJIEPOJa, HE CBS-
3aHHBIE C MarHUTHBIMHU sJIpaMH{, UMEIOT OOJbIINE BpEMEHa pellaKcalluu,
MMOATOMY WHTEHCHBHOCTh MX CHUTHAJIOB OYEHb Maja,

* B3aUMOJEHWCTBHE MAarHUTHBIX fAJEp C NapaMarHUTHBIMHU YaCTHLIAMHM, HpPHU-
BOAsIIEEe K pe3KoMy yMeHblleHHIo 7;. IlpuunHa B TOM, YTO HecHapeH-
HBIM 3JIEKTPOH 00Ja7aeT O4eHb OOJBIIMM MAarHUTHBIM MOMeHTOM. Eciu
B HCCIEIyeMOM 00pasile MMEIOTCS MapaMarHUTHbIC MpUMecH (BellecTBa
C HEYETHBIM KOJIMYCCTBOM DJICKTPOHOB), 3TOT MPOIECC AOMHUHHUPYET Ha
IPYTHMH MeXaHU3MaMH pejakcalii. B HEeKOTOpHIX cilydasX Jaxke HpH-
CYTCTBHUE CIIEZIOB KHCJIOpPOJa MPUBOJUT K YIIUPEHUIO CUTHAJIOB, TO3TOMY
cnekrpockonus SIMP odeHb BBICOKOTO paspelieHus TpedyeT crieluaabHON
MOJATOTOBKH 0Opas3IloB.
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Bropoii mporecc, Ha3pIBAEMbIM CHUH-CIHHOBOM pesakcammuei (xapakre-
pHucTHYecKoe BpeMsl T,), 3aKi0YaeTcsi B OOMEHe dHEeprueil BHYTPH CIHHOBON
cucteMbl. OH IPAaKTUYECKH HE BIMAET Ha OTHOCUTENIbHBIC 3aCEIEHHOCTH CIU-
HOBBIX COCTOSIHMM, HO COKpallaeT BpeMs CyIeCTBOBAaHUS JaHHOI'O CIIMHOBOTO
coctosiHusA. CoKpalleHue BPEMEHHU >KU3HU CIIMHOBOTO COCTOSHUSI IPUBOAUT
K YIIMPEHHIO JUHHUUA. B ciiydae cnMH-CIMHOBOH penakcanuu oOIias SHeprus
CIMHOBO# CHCTEMbI HE U3MeHseTCs (FHTpOnuiiHbIA npouecc). CUH-CIHUHOBAS
penakcanus SBJSETCS NPUYMHOW YIIUPEHUS JUHUN NpPU PEruCcTPalUM CHEK-
TpoB SIMP TBepawix Ten. (B TBepapIX Tenmax KaKabld CIIUH MTOJBEPIKEH BIIHSA-
HUIO HECKOJIBKO OTJIMYAOLIErocs JIOKaJbHOrO MOJs B PE3yJbTaTe JUIOJBHOTO
B3aUMOJIEHCTBUS C coceAsiMU. PaznuuHble JIOKaJdbHBIE MOJS NPUBOAAT K «pas3-
OeraHnio» JIApMOPOBBIX YacTOT — HaONIO/aeTcs TaK Ha3bIBaeMbIH Mponece
pacha3upoBKU CIIHHOB.)

Kpatkoe 3akiroueHue: y3koil crnektpanbHoil nuaun (Ov = 1 I'm) coorsert-
CTBYET BpeMs CyHecTBOBaHHS crnuHOBOro cocrosHus ~0.16 c. [Ipu mMeHs-
OIUX BEJIUYMHAX PE30HAHCHBIM CUTHAJI yHIHUPSIeTCsl, IO3TOMY CIEKTPO-
ckormmus SIMP wmano mpuMeHmWMa I aHaNHW3a NMapaMarHUTHBIX 00pas3ioB
(Manoe Bpemsi T, 00yclIOBIMBACT YHIMPEHHE CHEKTPANbHBIX JIMHHI) U TBEp-
npix Ten (Mamoe Bpems 7,). OfHAKO BpeMeHa pellakCallii He JOJDKHBI ObITh
W OYEeHb OONBIIMMH, TaK KaK IPH MOTJIOMEHHU 3JIEKTPOMAarHUTHOTO H3ITydeHHS
o0pa3noM ¢ OONBIIMMH BEIHYMHAMHU 1, JAOCTUTAETCs HACHINIeHHE TMepexo-
Ja, 4TO HeXeNaTeJbHO MPU PETHCTpPAllUd MHOTIONPOXOJHBIX CIEKTPOB C He-
MpepBIBHOM perucTpanueil 1 HeAOMyCTUMO NPU PETUCTPALUU HUMITYJIbCHBIX
CHEKTPOB ¢ (ypbe-mpeodpa3oBanueM (B MOCICAHEM CIydae HCCIEHYEMBbIi
oOpa3zel] UCHBITBIBAET BO3/EHCTBHE MOIIHBIX KOPOTKHUX HMITYJIBCOB 3JIEKTPO-
MAarHuTHOTO M3JyUYEHHMs depe3 KaxAble HECKOIbKO CEKYHJ, U 3TOI'0 BPEMEHHU
JIOJDKHO XBaTaTh JAJSL pellakcaluu siaep odpasia).

A5.6.4. KoncTpyknusi cnekrpomerpa SIMP

Hns peructpanuu crektpoB IMP MoryT OBITh MCTOJB30BaHbI ABa MPUHIIUITH-
QIBHO PA3JIMYHBIX THUIA CIHEKTPOMETPOB.

CrnekTpoMeTpbl ¢ HeNpepbIBHONH pa3sBepTKON pagMovyacToThbl MJIM Mar-
HUTHOIO NOJSI. NPUHIMNHAIbHAs CXeMa TaKOro CHEKTpPOMETpa IpHBe-
neHa Ha puc. 39.

OKCIepUMEHT BBITJIAIUT CIEAYIOMUM 00pa3oM: HcciaeayeMblii oOpaser mo-
MEIIAIT B CTEKJISHHYIO aMIyJly, KOTOpas BpallaeTcss B MAarHUTHOM II0Je
(BpaimieHHeM JOCTHTAETCs KOMICHCANMS HEOJHOPOJHOCTH MOJIS). AMIYIY
OXBaThIBAET KaTyLIKa, B KOTOPYI IPU COOTBETCTBYIOIIECH BeIMYMHE MHAYK-
LIUM MArHUTHOTO MOJs MOJAETCs MEePEMEHHBIH TOK ONpPENEIEHHOW 4acTOThI
(nanpumep, mpu peructpauuu crnektpos SIMP 'H Benuunna uHayKuUMH
1.41 Tn, wactota — 60 MI'n, mpuyeM AETEKTOp HAacTpaMBaKOT Ha Ty Xe
gacToTy). YacToTy TeHepaTopa MOIJCPKUBAIOT MOCTOSHHON, a MarHUTHOE
[0JI€ TTOCTENEHHO MU3MEHSIOT 10 JOCTI)KCHUS pe30HaHca AJI KaXAO0N I'PYIIIEI
CUTHAJOB U B PE3yJbTaTe MOJYYalT CHEKTP. MOXKHO HU3MEHATh U YacCTOTYy
reHepaTropa Mpu MOCTOSHHOM MarHUTHOM IIOJI€ — pe3yJbTaT OyIeT TOT XKe.
JaHHBIH THD NpUOOPOB MOKHO MCIOJIB30BAaTh A PETHMCTPALlUU CHEKTPOB
SAMP Ha siapax C BBICOKMM THPOMArHUTHBIM OTHOIIEHHEM Y M BBICOKUM
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Puc. 39. Cxema cnektpometpa AMP ¢ HenpepbiBHOWN pa3BepTKoOM

npupoaneiM coaepxkanueM (*H, °F, 3P). Jlna peructpauuu crnextpos SIMP
13C onm manod(pexTUBHBI. pPa3HUIA TMPOMATHUTHLIX OTHOLIEHUH MEXIy
aapamu 2C u H TakoBa, 4To B 0JJMHAKOBOM BHEIIHEM MarHMTHOM IIOJI€ Pa3-
HOCTb MEXJy JHEPrMsAMH CIHHOBBIX cocTosHME 3C CylecTBEHHO MEHBIIE,
yem ans 'H, B pe3ynbTaTe MHTEHCHMBHOCTH PE30HAHCHOIO cMrHana sapa 3C
cocrapyser qunib 1.6% oT uHTeHcMBHOCTH curHana ‘H. YuuThIBas 10MOJIHH-
TeIbHO NpupoaHoe cojep:xkanue uzorona °C (1.1%), moayyaeM OTHOCHUTENb-
HyI0 uyBCTBHTenbHOCTh MeTozaa 3C : 'H ~ 1 : 5700. ITostomy Ha npubopax
MPSIMOTO MPOXOKJACHUSI HEOOXOAMMO HCIIOJIb30BaTh CICIHAIbHBIE METOMUKH
(yBenmuueHne HANPSHKEHHOCTH MAaTrHUTHOTO MOJIs, MHOTOKPAaTHOE CKaHHUPO-
BaHHE H T. IL).

Hmnynbscubie cnekTpomerpbl SIMP ¢ ¢ypbe-nipeodpazoBanueM (UX HHO-
rJa Ha3bIBalOT MPOCTO (pypbe-ciekTpomerpamu SIMP).

B sTux npubopax uccienyemblii oOpasel] HaXOJUTCS B MOCTOSHHOM MarHuT-
HOM mone. Kak nmpaBuiio, UCIONB3YIOT OYEHb CHJIBHBIC I10JIs, CO3/IaBaeMble CBEPX-
MIPOBOIAIIMMH MarHuTaMu (CBEPXIPOBOIAIINE MArHUTHI CIIEKTPOMETPOB SIMP
¢ pabounmu vactoramu 300 u 800 mI'y u3o6paxensl Ha puc. 40 u 41). O6pa-
3ell MOJBEPrarT He JUIMTEIBHOMY HENPEPHIBHOMY OONyYEHHIO, & BO3ICHCTBHIO
KpPaTKOBPEMEHHOI'O MOIIHOTO PaHO4YacTOTHOTO UMIYJIbCA, MOBTOPSIOIIETOCS
4yepe3 olpesielieHHbIE MPOMEXYTKA BpeMeHHU. [IpofonKUTeIbHOCTh UMITYJIbCa
oueHp Mana (1-50 MKC), 4TO B COOTBETCTBHH C MPHHIIUIIOM HEOMPEICICHHO-
CTH TPUBOJIUT K TOMY, 4TO (PaKTUYECKH UMIYJIBC TeHEPUPYET Paguov4acToT-
HOE TI0JIe B HIMPOKOM JMarna3zoHe, BO30ykKaas 00HO8peMeHHbIll PE30HAHC BCEX
snep AaHHoro tuma. [lo 3aBeplieHMH HUMITyJIbCa WHAYLHUPOBAaHHAs HaMarHu-
YEHHOCTh sJiep ObICTPO MCYE3aeT BCICICTBUE CIMH-PEIIETOYHON pellaKkcallny,
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Puc. 40. Cnektpometp AMP BRUKER ¢ pa6oueii yactotoin 300 Mly

W BOCCTaHaBIMBaeTCs OOBIYHOE OoJBIIMaHOBCKOe pacmpeneneHue. [Iponecc
3TOTO BOCCTAHOBJICHHS, HAa3bIBAEMBIH «crmagoM cBoOonHON uHAyKium» (CCH),
OIHCHIBAECTCS BO BPEMEHHOMH IKajie OOJIBIIMM YUCIIOM 3aTyXaloUINX CHHYCOH-
JaNbHBIX KPHBBIX, KaXKJas W3 KOTOPBIX COOTBETCTBYET HEKOEH PE30HAHCHOM
gactote. [lockonpky CCU mpexncrasnser coboit HaOOp TapMOHUYECKUX (PyHK-
LM, ero MOXKHO aHaJIM3UpoOBaTh ¢ momoulsio IBM Ha 0a3ze mMaTeMaTH4YeCKOM
olepanuy, Ha3plBaeMoW (ypbe-peodpa3oBaHUEM; NMPH TOM B pe3yibTare

Puc. 41. Maruut cnektpometpa AMP VARIAN c pabouein yactotorn 800 MIy
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Puc. 42. KapTrHa, nonyyaemas «Ha BbIxofAe» UMMynbcHOro cnektpomeTtpa AMP (cnap cBo-
604HOWN MHAYKUMK 3a BpemAa 3.2 ¢, «Bblpe3aHHble» ~1/10 n ~1/100 yactu) u pesynbrat
dypbe-npeobpaszosarusn (cnektp AMP 'H). O6bekT — TeTpametuncunan Si(CHs),

npeoOpa3oBaHs BPEMEHHON LIKAJIbl B YACTOTHYIO MOJydaeTcs OOBIYHAs CIEK-
TpaJdbHas KapTHHA, OTPa)Karollas 3aBUCHMOCTH MOTJIOMICHUS HU3Iy4deHUs 00-
pasuoM or dactothl (puc. 42).

MHOTroKpaTHOe MOBTOPEHHE MPHUBOAUT K YCPEAHEHHOMY CIEKTPY, MPU 3TOM
yaydqIimaeTcs OTHOIIEeHHe curHai/miym. B pesyiapTaTre ¢ HCHOIb30BAaHU-
eM Qypbe-cnekrpockonuu SIMP MOkHO perucTpupoBarh crnekTphl aaep °C
(1 mpyrux smep ¢ HU3KUM TPHUPOTHBIM COMACPIKAHHEM), K TOMY JKE CYIIECTBEHHO
COKpAIIaeTCsl BpeMs KCIIEPUMEHTA, a MOTydaeMblil CIEKTP CTAaHOBHUTCS CyIIe-
CTBEHHO WH(}OpMaTHUBHEE.
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A5.7. Cnexmpockonus AMP na adpax 'H

B »TOM pasmene OyayT paccMOTPEHBI OCHOBHBIE NMPHHIMUIBI M MOHITHSA CIEK-
Tpockonuu SAMP B mpunoxeHUM K HPOTOHaM — siipaM, UMEIOIIUM CIIMHOBOE
yucio 1/2, MakcMManbHOE THPOMArHUTHOE OTHOLICHHE M BBICOKOE MPUPOIHOE
cofiepKaHue.

A5.7.1. XuMu4ecKuii cCABUT

['mpoMarHuTHoe OTHONIEHHWE SApa — BEJMYMHA MOCTOSHHAs, U B UJEaIbHOM
Clly4ae MpH PEerucTpalii MPOTOHHOro crekrpa SIMP Mbl Obl HaOMIOMATH SITUH-
CTBEHHBIM curHal. OHaKo B pealibHbIX MOJIEKyJlaX MOMHUMO HaJIOKEHHOTO
BHENIHETO TMOJIsI HAa MPOTOHBI BO3JIEUCTBYIOT 3JIEKTPOMArHUTHbBIE MO MOJIEKY-
JIbl — TIPOSABIISIETCS TaK Ha3blBaeMOE IMAMATHUTHOe 3KpaHupoBanue. Hamps-
YKEHHOCTh Pe3yJIbTUPYIOIIEro mojsi B, omuchiBaeTCs BbIpaKEHHUEM

Bnox = BO(l - 0)

I7€ G — KOHCTAHTA 3KPAHUPOBAHMSA

B pesynbprare sKpaHHpOBaHUS PE30HAHCHBIM CUTHAJ IPOTOHA Habmtomaercs
B Gosiee CHIBLHOM moJie (IpY MEHbIIEeil YacTOTe) M0 CPABHCHUIO C CUTHAIOM
H30JIUPOBAHHOTO SpA.

B 3aBuCHMMOCTH OT CTENEHU 3KPAHUPOBAHUS KAXKIBIA MPOTOH HUCCIEAYyEeMOMH
MOJIEKYNBI OyAeT MOMIOIIATh AJIEKTPOMArHUTHOE H3JIyYeHUE NMPH ONpeesieH-
HOH 4acToTe, KOTOPas 3aBMCUT OT €ro XMMHYeCKOro oKpy:kenus. Takoe u3-
MEHEHUE PE30HAHCHOW YaCTOTHI HA3BIBAIOT XUMUUECKUM COBUSOM PE30HAHCHOU
ygcmomsl WIH MPOCTO XUMHYECKHM CABUIOM.

BennunHa sKpaHUpPOBaHUSA G MPOIMOPIUOHATIbHA BHEIIHEMY IIOJIO, CIEHO-
BaTEJIbHO, €My IPOMOPIUOHAIBHB U JIOKaIbHAsA HANPSKEHHOCTH mons B,
U pEe30HaHCHAas 4YacToTa NOIMNIOIIEHHs V. Mcmonap3dyemble B pa3iuyuHBIC
npubopax HampsHKEHHOCTH moniel (M, COOTBETCTBEHHO, paboume 4YacTOTHI)
pa3IHYHEL.

ITo aToi#t mpuYHHE BBOAUTCS €AMHASS OTHOCHTeJIbHAas Iikama (O-mikana),
BBIp@KacMasi B MUJUTHOHHBIX AONAX (M.O., PpM): 3a «0» mIKamsl TPUHUMAIOT
curnan npotoHoB Si(CHj), (TMC), mikana pacTeT B HalpaBACHHU OCIA0ICHHS
MOJISI WJIM yBEJIMYECHHUS YACTOTHI; BEJIMYMHA OTHOCHTEIbHOI0 XHMHYECKOI0
CABHUIa O OMpENeNseTCs CICIYIONINM BBIPAKCHHUEM:

o= (V06pazeu - V3TaJ]OH)/V[IpI/I60pa

HomyctumMm, npu paboueit yactore npudopa 400 MI'm pa3Huma B yacTo-
Tax MOOrJomeHus Mexay mnporoHamu TMC u ucciaeayemMoro COECIMHEHUS
cocrapisier 800 I'm. Tornma BenmMYMHA XHMHYECKOTO CJABUTA 3THX MPOTOHOB
pasHa 800:400000000%1000000, T. e. 2 m.x.

CoBpeMeHHbIe crieKTpoMeTphl SIMP B HEKOTOpHIN clydasx MO3BOJISIOT pas-
JMYaTh CHUTHAIBI, UMeroIue pasHocTd dacror mopsaka 0.1 T'm (mis npuGopa
¢ paboueii yacroroir 500 MTI't 310 coorBercryer 0.0002 Mm.x.). Bennuuna pas-
pelieHust B «pyTUHHBIX» crnekTpax SIMP ' H cocrasnser 0.01 — 0.005 m.j.
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Xumuueckuit CABUT IIPOTOHOB MOJICKYJIbI 3aBUCUT OT UX XMUMUYCCKOI'O0 OKPY-
KCHUA, HA €ro BCIMYHMHY BIHAKOT CICAYIOLINUC Q)aKTOpLI:

* JIOKaNbHBIH BKIJIAJ 3JIEKTPOHHOTO OOJaka BOKPYT HMPOTOHA,

* 5(EKTH COCEIHUX aTOMOB M IPYIIN, KOTOPbIE MOI'YT M3MEHATH 3JIEKTPOH-
HYIO IUIOTHOCTH y HPOTOHA (IPOSBIECHUE UHOVKIMUBHO20 U ME30MEPHO20
agppexmos 3amectuTeneii).

Brizpannas nonem By mupkynsnus 3J€KTPOHOB B 3THX aTOMax M IPYII-
nax TMOpOXJaeT BO3HUKHOBEHHE BTOPHYHBIX MAarHMTHBIX TOJIeH, M3MEHSIO-
mux mone B..

WuaykTuBHBIN 3QQeKT NposBIseTcs CISAYIOUIMM 00pa3oM: C yBEIHYCHH-
€M DIJIEKTPOOTPULIATENBHOCTH 3aMECTHTENICH CUTHAIBl MPOTOHOB CIABUTAIOTCA
B 00nacTh cnabpix moneit (Bbicokux 4acTtoT). Ha prucynkax 43 u 44 mpuBeneHs
XapakTepHble MpUMepsL. (37ech U gajee mo ocu abiwce d-mkana B M.1.) CrexTp
SIMP H metun-mpem-6yTuinosoro 3¢upa IpeacTaBiseT co0oil 2 curHana ¢ Xu-
mudeckumu casuramu 3.21 u 1.19 m.a. (puc. 45). OdeHb BakHOE MPAKTHUCCKH
00CTOSITEIIHCTBO 3aKIIIOYAETCS B TOM, YTO MHTEHCHBHOCTH Ka:KIOT0 CHTHAJA
(ruToIasb COOTBETCTBYIOIIETO THKA) MPOMOPIHOHAIbLHA YHCIY MPOTOHOB JIaH-
HOro THNA (MX Ha3bIBAIOT IKGUBAJICHMHbIMIL), YTO BO MHOTHX CITy4asX MO3BOJISCT
MCIIOIb30BaTh crekTpockonuio SIMP 'H s ycranoB/JeHHS MOJIEKYJISIPHOI
¢opmyan coenunenus. Cniektp SIMP H merwn-mpem-6ytunosoro >dupa ¢ UH-
TErPUPOBAHUEM CHTHAIIOB MpUBeIeH Ha puc. 45 (HWKHUE CIeKTp).

CmMelnieHne SIIeKTPOHHOM TUIOTHOCTH OT MPOTOHA, BRI3BIBAIOIEE CIABUT B ciiaboe
1oJie, BO MHOTHX CIIy4asiX KOPPEIHPYET C KHCIOTHOCTBIO: YeM 0oiee «KUCIBIM»
SBJISIETCS TIPOTOH, TEM B OoJiee ciaboM TOJIe PacIioNiOKEH €ro CHTHAN, YTO MOX-
HO NIPOMJLTIOCTPUPOBATH Ha npumepe criektpoB AMP H mpem-6ytunosoro crmp-
Ta U yKcycHoi kucioTel (pactBoputenr — CDCly), npuBenenusix Ha puc. 46.

[ToMUMO WHIYKTHBHOTO M Me30MEpHOTr0 3((EKTOB COCETHHX aTOMOB W T'PYIII,
Ha BEJIMYMHY XUMUYECKOTO C/IBUTa MOXKET CYIIECTBEHHO BIIUSATH M KIUPKYJISAIIHSA»
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Puc. 43. Xumnueckme cauru npotoHoB rpynnbl CH; MeTubHbIX NPOM3BOAHbIX pAfa
3/1eMeHTOB
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Puc. 44. Crnektpbl AMP 'H coepnHenunn CH,Hal,
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Puc. 45. Cnektpbl IMP 'H meTun-mpem-6yTunoBoro s¢upa: 0630pHbIN C YKasaHNEM UHTer-
panbHON MHTEHCUBHOCTW CUTrHANOB NMPOTOHOB METUSIbHOW 1 mpem-6yTUNbHON rpymnn
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Puc. 46. Cnektpbl AMP '"H mpem-6yTnoBoro cnmpTa u yKCyCHOW KUCIOTbI: CMrHan 6onee
«Kucnoro» nNpoToHa Habntofaetca B 6onee cnabom none

JNIEKTPOHOB B 3aMeCTUTENAX. 113-3a B3anMOeHCTBHS IIEKTPOHHBIX 00IaKoB (yHK-
LMOHAIBHBIX TPYIII ¢ TIojieM By BO3HHMKAIOT 00NacT SKpaHHPOBAHHUS U Je39Kpa-
HupoBanus. Tak, msa npoctoii cBs3u C—C HaOmomaeTcst KapTHHA, H300pakeHHas

Ha puc. 47 («+» — 00JacTh IKPAHUPOBAHMS, «—» — NE3IKPAHUPOBAHUS).
Hanpumep, B cnekTpe HUKIOreKCaHa MpU HU3KUX TEeMIeparypax yJaaercs
Pa3IMUUTh CUTHAJbl AKCUANBHBIX U 3KBAaTOPHAIbHBIX IIPOTOHOB, MPUYEM CUTHAJI
H

ax

Heq

akcuasipHOro mnpotona Ha 0.5 m.x. mpaBee (Oosee dKpaHMpPOBAH), YeM CHUTHAN
skBaropuaibHoro nporona. Crekrpsl IMP 1H rterpamernnOyraHa U IHKIO-
reKcaHa MpUBeIeHBl Ha puc. 48.
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Puc. 47. O6nactv 3KpaHNUPOBaHUA 1 Ae33KpaHupoBaHus ana ceasm C-C
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Puc. 48. Cnektpbl AMP 'H TeTpameTun6ytaHa M UMKIOrekcaHa. BugHo, uto curHanbl me-
TUABHBIX TPYNN pacrnosioxeHbl B o6nactn 0.9 m.a. CurHanbl METUNIEHOBbLIX MPOTOHOB —
B 6onee cnabom none (pes3skpaHupoBaHue) npu 1.4 m.g. (B ankaHax CUrHanbl NPOTOHOB
rpynn —-CH,—- n —CH< pacnonoxeHbl B o6nact 1.2-1.4 m.4.)
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Puc. 49. O6nact 3KpaHUPOBAHUA U Ae33KpaHupoBaHua ansa ceasen C=C, C=C, C=0
W HUTPOrpynnbl

Ha puc. 49 uzobpaxensl objactu sxkpaHupoBanus (+) M IE33KpaHUPO-
Bauusa (—) A IPYyrMX CTPYKTYPHBEIX 3aeMeHToB — cBsazeil C=C m C=C,
KapOOHWJIBHOW ¥ HUTPOTPYIIII.

XapakTepHble MPUMEPbl CIIEKTPOB IPUBEACHBI HHXKE.

OTMeTHM BeJIUYUHBI XUMHYECKHX CIIBUTOB STHHIJIBHBIX W BHHIJIbHBIX
nporonoB: BenuuwmHa casura =CH cocrasmster ~2 m.a. (puc. 50), a curHamsl
BHHHIBHBIX MpoToHOB =CH- pacmonoxkensl B obmactu 5-7 m.a. (puc. 51),
HECMOTpPS Ha TO YTO SP-THOPHAM30BAHHBIA aTOM yriiepona sBiseTcs Oojee
3JIEKTPOOTPHULIATENBHBIM, 9€M SP>-TUOPHAM30BAHHBIN aToM. JTO OOBACHAETCS
TEM, YTO B aJiKWHax aroM H momamaeT B 06iacTh skpanuposanus (+), a B anke-
Hax, Hao00poT, B 00JaCTh AE33KpaHUPOBAHUS.

Curnan anpaerugaoro mporona B cuekrpe CH;CHO (puc. 52) pacnosnoxken
B ciaboM mose (9.79 M.4.), 4To OOBICHSAETCSA KaK HPOSBICHHEM DIIEKTPOH-
HBIX 3(dekroB rpynmel C=0, Tak U HaXOXKJACHUEM 3TOTO MPOTOHA B 00JIACTH
JIe39KPaHUPOBAHUSI.

OueHb BaXHBIM (DAKTOPOM, BIIMSIONUM Ha BEJIUYHUHY XUMHUYECKOTO CIIBU-
ra, SIBIISETCS MPHHAJJICKHOCTh COOTBETCTBYIOIIETO MPOTOHA K apOMaTH4eCKOil
cucreme. Kak mpaBuiio, Takue MPOTOHBI CHIIBHO JI€33KpaHupoBaHbl (puc. 53).

—1.24

%%H
—CHs

——0.00

8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25

Puc. 50. Crnektp AMP 'H 3,3-gumeTtnn6ytnHa-1
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Puc. 51. Cnektp AMP 'H 2,3-gumeTtnn6ytagmena-1,3
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Puc. 52. Cnektp AMP 'H aueTanbgeruaa
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Puc. 53. Cnektp AMP 'H 6en3ona B CDCl; (ecnv B gumetunbyTtagreHe curHansl —CH= pacro-
NOXeHbl NpU ~5 M.A., B 6E€H30/1e NX XMMWYECKUIA CABUT paBeH 7.33 m.a.)

Puc. 54. [InamarH1THbIA KONbLIEBOWN TOK B GeH3one

OT0 00BsICHIETCA TEM, YTO T-CUCTEMbI apOMATHUYCCKUX COG)II/IHCHI/If/i SABJISA-
IOTCA 3aMKHYTBIMHU, U B HUX IPOABIACTCA 3(1)(1)CKT OUAMACHUMHO20 KOJlbYyeso2co
moka. CoelMHEeHus, CIOCOOHbBIE yAep)KUBaTh AMAMAarHUTHBINA KOJBIEBOWU TOK,
Ha3bIBAIOTCs duamponglMu. Ha puc. 54 cxemaTH4YHO PI306pa>KeHO OEH301b-
HO€ KOJIbIO BO BHCIIHEM MAarHUWTHOM IIOJIC. 3HAaKOM «—» OTMEYEHBI 00JIaCTH
AC33KpaHUPOBAHUA, «+» — SKpaHUpPOBaHUA.

Ha puc. 55 npuBenen cnektp nmapanukiodana. CUrHAIBI €r0 apOMaTHYCCKIX
OPOTOHOB PACIIOJIOXCHBI IPHU 6.5 M.A., T. €. OHAU MCHEC IC3DKPAHUPOBAHBI,
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Puc. 55. Cnektp AMP 'H Ttpuunkno[8.2.2.2*’Irekcageka-1(12),4,6,10,13,15-rekcaeH-
([2.2]napauuknodaHa)

geM B O€H30IIe, MOCKOIBKY TONaNaloT OJHOBPEMEHHO B 00IACTH JEe33KpaHUPOBa-
HHSI KCBOETO» KOJbIIa M 3KPAHUPOBAHUS — BTOPOM apOMATHYECKOU CHCTEMBL.

HpyruMu xapakTepHbIMU IpUMEpPaAMU AUATPOIHBIX CUCTEM MOTYT CIYKHUTb
CJIEAYIOIINE COCIUHEHHUS.

99, “
8 (konbLo) 7.27 1 6.95 8 (konbuo) 8.14—-8.67 5 (BHewwH) 9.28
8 (-CH,-)-0.51 8 (CH3)-4.25 8 (BHYTP) -2.99

Curnansl BHemHUX NpoToHOB 3TuX 10, 14 m 18-35meKTpoHHBIX apoMaTH-
YEeCKHX MOJIEKYJ PacIloNOKEeHbl B 00JacTH ci1aboro mons (CHIbHOE Ne33Kpa-
HUpoBaHUe). HampoTuB, CUTHANBl BHYTPEHHHX IPOTOHOB JIEXKAaT B 00JIaCTH
cuipHOTrO ToJs. llomoOHast pasHUIIA XMMHYECKHUX CABHUTOB SIBISAETCS IPSIMBIM
9KCIMEPUMEHTAIBHBIM JIOKa3aTeIIbCTBOM apOMAaTHIHOCTH COEIUHECHHUH.

Heo6xoammMo OTMETHTH, YTO Ha BEIMYMHY XHUMHYECKOTO CIBHUTa IpO-
TOHOB BJIHMSAET HE TOJBKO CTPYKTypa MOJIEKYJIBl, HO W IPHUPOAA PAacTBO-
puTensa, B KOTOPOM PETHCTPHUPYETCS CIEKTP HCCIEAYEeMOTO COCIUHEHHS.
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OTO0 HE YAMBUTENHHO. B NMPHUHIHKIIE MPHUPOJIA PACTBOPHUTEINS SBISAETCS TAaKHM
xe (PaKTOpOM M3MEHEHHMsS XMMHUYECKOro OKPYXKEeHHs, KaKk M CTPYKTypa Hcclie-
nyeMoil MoiieKkysbl. Kpome TOoro, BOZMOXKHBI ClielU(pHYEcKne B3auMOIEHCTBHS
MEXJy MOJICKYyJaMH PacTBOPHUTENS W UCCIEIyeMoro BellecTBa (0Opa3oBaHue
BOJIOPOJHBIX CBsI3el, OOMEH NMPOTOHAMH MEXAY HCCIeIyeMBIM BEIIECTBOM
U pacTBOpUTENEM, 00pa3oBaHHe KOMIUICKCOB C IEPEHOCOM 3apsiaa U T. II.).
Ha mpaktuke B oTCyTCTBHE CrienM(pHYECKUX B3aUMOAEHCTBHI pe30HAHCHBIE CHT-
HaJIBl BEIIECTB, PACTBOPEHHBIX B apOMAaTHUECKUX PACTBOPHUTEIISX, MPOSBIIIOTCS
B Ooyiee CHIIBHOM TIOJIe, YeM B amu(paTHIECKUX PacTBOPHUTENAX. Bo MHOTHX
ClIly4asx 3aMeHa PacTBOPHUTENS NMPHBOAHWT HE TOJIBKO K CABHTY OOmIeil criek-
TpPaJIbHON KapTHUHBI — M3MEHSAETCSd M caM BHJ CIIEKTpa, TaK KaK M3MEHEHUS
O UIA pa3HBIX (ParMEHTOB MOJIEKYJBI pa3U4aloTcsa. ITOT (PakT MOXKHO HC-
MOJIb30BaTh, €CIM MPH PETHCTPAIlMH CIIEKTpa CHUTHAJBI Pa3HBIX (parMeHTOB
HaKJIaJIbIBAIOTCA JPyT Ha JApyra. 3aMeHOH PacTBOPUTENS BO MHOTHX CIydasx
ymaeTcsi JOOUTHCS, YTOOBI 3TH CHTHAIBI «Pa3OIUIACHY.

XapakTepHble 00JACTH XWMHYECKHX CIBHUTOB IPOTOHOB PA3NIHYHBIX (par-
MEHTOB OPraHWYeCKHX Molekyn B cnekrpax SAMP 'H npusenenst B mpu-
noxxeHnn B2.

A5.7.2. CnuH-cnuHOBOE B3auMojaeiicTBue. MyJIbTHILIETHOCTh CHTHAJIOB.
Kaaccudukanusi CHUHOBBIX CHCTEM

Ha puc. 56 uzobpaxen crnexrp SIMP 'H (E)-CICH=CHCOOH.

Yummpenssiid curaan npu 12 m.a. coorBerctByeT npoToHy —COOH-rpymmsl.
Curnanbl AByX octaBmiuxcsi npotroHoB —CH= yzaBoeHbl (IPUHITO TOBOPHUTH:
UMeT GopMy ay0saeToB). DTO Pe3yNbTAT CIIMH-CHIHHOBOIO B3aMMO/eiiCTBHSI.
Crnenyer OTMETHTB, YTO 3TO B3aMMOJCHCTBHE MEXIY JABYMS NMPOTOHaMHU (hak-
THYECKH Tepenaercs yepe3 Tpu xumudeckue ceasu. H-C, C=C u C-H.

BzanmopeiicTBytomue Mexay co0oi NMpOTOHBI 00pa3yloT CHHHOBYIO
cucremy. [IpuHIIMTIBI KTacCU(pUKAIIUN CITMHOBBIX CHUCTEM JOCTATOYHO MPO-
CTBHI. TPYIIBI 3KBUBAJIEHTHBIX sjaep 0003Ha4alTcs OyKBaMU JIATHHCKOTO
andaBuTa B MOpAIKE mepexona U3 obmacTtu cimabblx B 00IacTh CHIIBHBIX
noJiell (B MOpsiAKe YMEHBIICHUS dKpaHHpoBaHus). s cocTosmel u3 AByX
HEIKBUBAJICHTHBIX SIIEP CUCTEMHBI 0003HaueHUe AX HCIIONB3yeTCs, €CIU pas-
HUIA B XMMUYECKUX COBUTAX MEXKIY dTUMH SApaMU 3HaYuTeNnbHa (IS HU3-
KOYaCTOTHBIX CIIEKTPOMETPOB HECKOJBKO M.H.). Eciu pazHuIa B XHMHUYECKHX
CABUTAX HapsALy ¢ pabodeil 9acTOTOHW CHEKTpoMeTpa Maia, TOBOPAT O CITH-
HOoBO# cucteme AB. IIpoMexxyTodHBIif BapnaHT — cnumHOBasg cuctemMa AM.
Bonee TouHO 00 OTHECEHMM CHMHOBON CHCTEMBI K TOMY IJIH MHOMY THITY
Oyner paccka3zaHO B pasjeiie, MOCBAIMIEHHOM KOHCTaHTaM CHHH-CIHHOBOTO
B3aUMOJAECUCTBUSA.

B cnmyuae aByX B3aMMOJAEHCTBYIOIIMX SZiep CUCTEMa OTHOCUTCS K AX-THITy,
€CJIM MHTEHCHUBHOCTH KOMIIOHEHT Ka)JoTro M3 AyOJIeTOB OonMHAKoBBL. B pac-
cMarpuBaeMoM ciydae (puc. 56) CUTrHaJIbl HECKOJIBKO «CKOMICHB» (3ddekT
KpBIIIA»), T. €. MBI UMeeM neno ¢ AM-cucTeMoi.

Ecnmu cimHOBYIO cucTeMy 0Opa3yloT HE OTHAEIbHBIE siipa, a TPYIIBl SKBH-
BaJICHTHBIX SAEp, MX YHCIO B KaXIOH Tpymie o003HadaeTcsl MOACTPOUYHBIMHU
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Puc. 56. Cnektp AMP 'H (E)-3-xnopnponeHoBON KNCIOTbl

HHIEKCaMH, Kak B XxuMuueckux (opmynax (AB,, A,X;, AMX u 1. 1.). Ilpu-
MEpBl TaKUX CHCTEM OYAYT pacCMOTPEHBI HUXKE.

MynbTHILUIETHOCTh cUTHAIOB B cnekTpe SAMP cuctempr AX sBisercs pe-
3yJIBTATOM HENPSIMOI0 B3aUMOJEHCTBUS PACHOJIOKEHHBIX PSIIOM MPOTOHOB,
nepeaauIerocss HaXOASIMUMHUCHA MeKIY HUMH 3JeKTpoHamu. [lockombky
KOKIBIA U3 TMPOTOHOB A MOXET MMETh JBE BO3MOKHBIC CIIHMHOBBIE OpHUEHTA-
IIUH, PHEPreTHYECKUE YPOBHU IS MpoToHa X Takxke yaBauBaroTcs. llpu 3Tom
BennuyrHa AE MeXIy OCHOBHBIM M BO30YKICHHBIM COCTOSIHHEM IMPOTOHA X AJis
OpHEHTAIIMKM COCEIHEr0 MPOTOHA A «BIOJb IMOJISI» U «IPOTHUB IOJII» HEOIUHA-
koBa. Takum 00pa3om, MPOTOHBI X CMOCOOHBI MOTJOMIATh SHEPTHI0 HA JABYX
4acToTax, M B CIIEKTpe HaOmromaeTcs IyOJier.

g aHanu3a CIIMHOBBIX CHUCTEM Pa3IMYHBIX TUIIOB BBOJST IMOHSATHE MOJHOIO
CIIMHA COBOKYIMHOCTH MPOTOHOB M, KOTOPHIA XapaKTePHU3yeT MarHUTHBIE CBOM-
CTBa HE OJHOTO 5P, a BCEH IPYIIIBI MATHUTHO 3KBUBAICHTHHIX saep. OUeBHIHO,
YTO MOJHBIA CIUH CHCTEMBI U3 N MPOTOHOB MOKET NMPUHUMATH N+1 3HAUEHMIA.

PaccMoTpuM mOHSATHE TOJTHOTO CIIMHA HA MpUMepe 0ojee CI0XKHOIO BapHaH-
Ta CIIMHOBOM cUCTeMBbl. J[omycTUM, B3aMMOJEWUCTBYIOT JBa SApa OJIHOTO THUIIA
u oxgHo sapo apyroro. Ha puc. 57 npusenen cuexkrp CHCI,CH,CI, mporonsr
KOTOPOTO MOKHO TPEACTAaBHTH KaK CHUHOBYIO cucteMy AX,. OH COCTOUT H3
TPHUILIETA C MHTErpajbHOl mHTeHCHBHOCTBI0O 1 (-CH<) m ay6Jaera ¢ unre-
rpalbHOM MHTEHCHMBHOCTHIO 2 (—CH,-).

Takass MyJbTHIIETHOCTH CHUTHAJIIOB paccMaTpUBaeMOl CHHWHOBOW cHC-
teMbl AX, (tpumrer —CH< u ny6ier —CH,-bparmenToB) o0BICHIETCS Clie-
OyIOmMHUM 00pa3oM: MPOTOH A MOXXET HMMETh [1Ba BO3MOKHBIX CIIMHOBBIX
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Puc. 57. Cnektp AMP 'H 1,1,2-TpuxnopaTaHa

cocrostaust (+1/2 u —1/2), nmonublii cnuH (TOYHEE, MPOEKIUS MOJHOTO CIIUHA)
3THX COCTOSIHUHM Tarke paBeH +1/2 m —1/2, m curnan ¢parmenra X, uMeeT
¢dopmy ay6sera. J/[Ba X-poTOHA MOTYT MMETh YETHIpE BO3SMOXKHBIX CITMHOBBIX
cocrosmms (+1/2 | +1/2; +1/2 | -1/2; -1/2 | +1/2; ~1/2 | ~1/2), npudem momwbrii
CHMH 3THX COCTOsHUM cocraBusier +1 (ms (+1/2 | +1/2); 0 (mns +1/2 | -1/2
u —1/2 | +1/2) v -1 (mns —1/2 | —1/2). 3ameThTe: COCTOSHUI C HYJICBBIM MOJ-
HeIM criiHOM ABa! IlosTomy curnam mpotoHa A mposBiseTcs B BHIAE TPMILIETA,
WHTEHCHBHOCTh KOMIIOHEHT KOTOPOTO COOTHOCHTCS Kak 1:2:1.

B obmem ciy4yae nns pasiMYHBIX CIIMHOBBIX CHCTEM B CHEKTPOCKOIHH
SIMP H neiictByer cnemyromee mpoctoe mpaBuiao (mpaswio N+1): myabTu-
MJIETHOCTh CHTHAJIA PaBHA YHMCJIY KBHBAJTEHTHBIX MPOTOHOB, B3aUMO/1eii-
CTBYIOIIMX ¢ NMPOTOHAMH 3TOr0 THMNA, IJIIOC eIMHUuA. Ecinu 310 mpaBuio
BBITIOJTHAETCS, TO TOBOPAT O B3aMMOCHCTBHU MEePBOro MOpsaKa.

Ha puc. 58 npusenen wumocTpupyromuii 310 mpasmio crnekrtp IMP H
JIV3TUIIOBOTO ddupa.

B aTOoM cmekTpe MBI HaOiromaeM J1Ba CHTHala — KBaJAPYIUIET W TPHUIUIET
C WHTETPaJbHBIMH MHTEHCHBHOCTSAMH 4 m 6, oTHOcsamuecs kK rpymmam —CH,—
n —CHj. D10 cimuOBas cuctema A,X;. Unceno mpotoHoB —CHj-rpymmer + 1 = 4,
T. e. curHan rpynnsl —CH,— mpencrasnger coboit kBaapymiaer. B To xe
Bpems gucio npotoHoB rpynnsl -CH,— + 1 = 3, u cursan rpynmsr —CHs
SIBIIIETCS] TPHUILIIETOM.

C wucmnosib30BaHMEM IMPENCTABICHHUS O CyMMapHOM CIHHHE IIelIeco00-
pa3sHO paccMOTpeTh BO3MOJKHBIE COUYETaHHS CIHHOB snep, o0pa3yomux
cucremy A,X; (tabm. 4).
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Puc. 58. Cnektp AMP 'H gustunosoro >¢upa

Kaxno#t rpynne couetaHuil CHMHOB OTAEJIbHBIX SIIEP COOTBETCTBYET OINpese-
JIEHHOE 3HAa4YeHHe CYMMapHOTO CIMHa M, YTO YHPOIIaeT IOJCYET BO3MOXK-
HOTO YHCJa TaKUX COYETAHUH C OJMHAKOBBIMH M, a 3TO YHCIO, HAIPHMEp,
g A, ecTb He 4TO MHOE KaK OTHOCHTENIbHAsi HHTEHCHUBHOCTh OINPENEICHHOTO
curHana B X-MyJbTHIIIETE, H HA000POT.

Taknm o6pasom, nmpoToHsl CH;-rpynmel B3anMOJEHCTBYIOT ¢ NMPOTOHAMHU
—CH,-rpynmsl ¢ obpazoBaHueM TpuILieTa (MHTEHCHBHOCTH KOMIOHEHT 1:2:1),
u HaoOopoT: curHan —CH,-rpynmsl npeacrasiseT cobol KBaapymieT (MHTEH-
cuBHOCTH KOMITOHEHT 1:3:3:1 mo umciry SKBHBaJeHTHBIX cocTosHHA —CHj-Kom-
MOHEHTA).

Ta6bnuua 4. Bo3aMoxHble coueTaHNsA CMMHOB AAep, COOTBETCTBYIOWME PA3NNYHBIM 3HAYEHUAM
NPOeKUMn CYMMapHOro cnnHa ana cncremol A,X;

n )
—CH,— 5, —CH, fIi
+1/2 +1/2 1(1) [+1/2 +1/2 +1/2 3/2 (1)
+1/2 -1/2|-1/2 +1/2 | 0 (2) |+1/2 -1/2 +1/2 |+1/2 +1/2 -1/2 |-1/2 +1/2 +1/2 | 1/2 (3)
-1/2 -1/2 -1 Q1) |+1/2 -1/2 -1/2 |-1/2 +1/2 -1/2 |-1/2 -1/2 +1/2 |-1/2 (3)
-1/2 -1/2 -1/2 -3/2 (1)
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Ta6n|n|.|a 5. Tpeyroanle Mackana — onpepeneHne Yncna n OTHOCUTENIbHOW MHTEHCUBHOCTU
JINHUN — KOMMOHEHTOB MynbTMNNeTOB

Yuciao Hao0aionaemasi mHTerpajabHas Ha3Banue M o0umenpuHsiToe
coceqHUX siaep NHTEHCHBHOCTD JIMHUIA oGo3HavYeHHe MYJIbLTHILIETA
0 1 CHUHIIIET, S, C
1 11 nyb6mner, d, 1
2 121 Tpumet, t, T
3 1331 KkBajpyrieT (kBaprer), (, K
4 14641 KBUHTHUILIET (KBHHTET), P
5 15101051 CEKCTHIUIET (CEeKCTeT)

6 1615201561 cernrumuier (cemnTer)
7 17213352171 okturuieT (OKTeT)

g ompeneneHns OTHOCHUTENbHBIX HMHTEHCHUBHOCTEH JIMHUI B JTIO00M MYJb-
TUILIETE yA00HO KCIONAB30BaTh TpeyroabHuk Ilackaius (tabn. 5).

OTHOCUTENbHAsS WHTEHCHUBHOCTH JIMHHM MYJIBTHIUIETA HApSIAYy C YHCIOM
9TUX JUHUI TakKe BeCbMa Ba)KHA NPH YCTAHOBIECHHU CTPYKTYpPHI COEIUHE-
HUS. JOIMYCTHM, B CIIEKTpe BBl HAONIIOAAaeTe CHTHAN M3 MATH PaCHOIO0KEHHBIX

pAlOM JIMHHK; GOPMaIbHO — «KBUHTET», OAHAKO WHTCHCHUBHOCTH JTHUX JIMHHHA
1:2:2:2:1 (puc. 59).

e =

Puc. 59. HanoxeHue AByX TPUMNETOB 1N KBUHTET

CUCTUHHBIH
KBUHTET»

DTO MO3BOJISET CAENATh BBIBOJA O TOM, YTO IEpe/i BAMU HE KUCTUHHBINY» KBUH-
TeT (T. €. pe3yJbTAT CIHUH-CIIHHOBOTO B3aWMOJICHCTBHS C IBYMs DKBHBAJICHT-
HeIMH Tpymmamu —CH,—, B 3TOM ciy4dae COOTHOIIICHNE MHTEHCUBHOCTEH COCTaB-
ssuto Obt 1:4:6:4:1), a, HanpuMep, [1Ba CIIy4YaiHO KHAIOKHUBIIMXCS» JAPYT HA JPY-
ra KpalHMMH KOMIIOHEHTaMH TpuIuieTa (MHTEHCHBHOCTBIO 1:2:1 Kaxiblif).

A5.7.3. KoHCcTaHTHI CIUH-CIIMHOBOI0 B3aUMO/eiiCTBUS
DHeprus CUH-CIIMHOBOTO B3aUMOACHCTBHS MEXAY sapaMu A u X MPoIopuuo-
HaJIbHa CKaJSIPHOMY NPOU3BEIEHUIO BEKTOPOB CIIMHOB.

E = hdaxlalx

rae lp u |y — simepHble CIMHOBBIE BEKTOPHI B3aUMOJCHCTBYIOIIUX SJep, IPOIop-
HOHAJbHBIC MX MAaTHUTHBIM MOMEHTaM |, 8 Jax — KOHCTAHTA CIIMH-CIHHOBOTO
B3aumoneiicrBusi (KCCB) mexny sapamu A u X.
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B cnekrpax nepsoro nopsaka KCCB npezncrapnsior codoii BeIpakeHHbIE B ['11
paccTosHUS MEXIY COCEAHUMH JHHHUSAMH B MyNbTHIUIETE. JJI1 KOMIIOHEHT OT-
JIeTIbHO B3SITOM CIIMHOBOM CHCTEMBI 3TH BeJIM4YHMHBI paBHbI. Ha puc. 60 mpuBenen
CIIEKTP XJIOpAHTHAPH/A 3-XJIOPIPOIIAHOBOW KHCIIOTHI, /I HAIMISITHOCTH BEJIMYMHBI
XMMHYECKHX CABUTOB KOMITOHEHTOB CIIMHOBOHM cucTeMbl A,X, yKa3aHbl HE B M.1.,
a B ['m. B paccmorpernoM ciydae Jax = Jxa = 6.3 ['l. OTa BenmuvnHa ABIACTCS
YCPEAHEHHOW Pa3HOCTBIO MEXIYy YacTOTaMH COCEIHHUX KOMIIOHEHT MYJIBTHILIETA.

B mpOTHBOMONIOKHOCTE XUMHYECKOMY cIBUTY (B eaununax yactorsl) KCCB
He 3aBHCUT OT HANPSKEHHOCTH BHENIHEro noJisi (padoyeil 4acToThI CIEKTPO-
MeTpa), U ee MPUHITO U3MepsTh B equHuIEax 4actotsl (I'm). Ecnu Ob1 B mpuBe-
JIEHHOM BBIIIIE TIpUMepe ISl KaXKI0To KOMIOHeHTa A,X,-CHCTEMBI MBI YKa3aiH
XMUMUYECKHH CIBUT B M.J., BEJIHYHHY Jax MOXKHO OBUIO OBI ONPEIENTUTh MO Clle-
ayromiei popmyie: Jax = Adx300 (Ad — pasHOCTh XUMHUYECKUX CABHIOB B M.I.
MeXIly ABYMs KOMIIOHEHTaMH Jroboro u3 tpumuieros, 300 — pabodas gactoTa
cnektpomerpa SIMP, Ha KoTOpoM peructpupoBanu 3ToT crekrp, 300 MI'm).

[IpuBeneHHBIE BBINIE CIIEKTPHI SBIISIOTCS CIIEKTPAMHU Hepg8o2o nopsaoka. Kpu-
TEepHil OTHECEHHsI PacCMaTpUBaeMOro CHEKTpa K 3TOW TpymIe TaKoB:

CroexTp MepBOTO MOPsiAKAa HAOJI0OJAeTCs, €CIH BEJIUKO OTHOIICHHE pa3-
HOCTH XMMHYECKHX CIBUTOB B3aUMOJEHCTBYIONIUX SAEP W KOHCTAHTHI
CIUH-CIIUHOBOTO B3aumozeiicteus Av/J (10 wiu Goiee).

Beanunna KCCB He 3aBUCHT OT HampsDKEHHOCTH TOJIsA, T. €. OT pabodeit
YacTOTHI CIIEKTpoMeTpa. B To ke BpemMsi Av IpsiMO MPOMOpIIMOHAIBHA pabodeit
gactote npubopa. Jlonycrum, KCCB pasua 10 ', a pasHuia Mexmy XHMH-
YECKUMH CJABHTaMH B3aWMOJICHCTBYIOIUX MPOTOHOB cOCTaBisieT 1 M.n.; Toraa
IIPH PETUCTpallMy CIEKTpa Ha mpubope ¢ paboueit wacrtoroii 60 MI'm Av/J
cocraut 60/10 = 6. Dto He cmekTp mepsoro mopsaka! IIpu pabGoueii yacrtore
cuekrpomerpa 300 MI'm Av/J = 30.

1131.4

1009.7

—1125.2
—1016.3

—1137.7
—1003.5

B4 NG LAALE RALLE RALAY NALA] RAALE RARLE RULAY LALRE RLLAK LAGL! LEALE NAALE LAALE NARE LAALE LAALE RALAY RALAL RLALE MAbLS LALA] AL LLALE NAALE LULLY NALLE LALAN WAL LLALE RAALE LALAE RALRL RLAA AL I
395 39 38 38 375 370 365 360 355 350 345 340 335 330 325 320 315 3.10

Puc. 60. Cnektp AMP 'H 3-xnopnponuoHunxnopuaa (3apeructpuposaH Ha npubope
¢ paboyeit yactoTtoi 300 MIu)



A5. Qu3uko-xumuyeckue memoosl aHanu3a 99

Takum oOpa3zoM, OMHUM W3 MyTeH YNPOIIEHUS CHEKTPaJbHOW KapTHUHBI CBE-
JICHUEM €€ K CIIEKTPY IEpPBOI0 MOpsAKa SBISECTCS YBEIMUECHUE HANpPSKEHHOCTU
MarHMTHOIO MOJISI CHEKTPOMETpa, T. €. €ro pabodel 4acTOTHI.

CkazaHHOE BBIIIEC HAIAIHO MpousutocTprpoBano Ha npumepe ClL,CHCHBI,:
Ha puc. 61 n300pakeHBl CIEKTPHI, 3apEeTrHCTPUPOBAaHHBIE HA CIEKTpOMe-
tpax SIMP ¢ wactoramu 100, 400 u 1000 MI'u. BuaHo, 4TO TUIHYHAS IS
Kyaccuyeckoit AX-cUCTeMBbl KapTHHA HAOIONAETCsl TOJIBKO B IMOCJIEIHEM CIIy-
yae, HO Jaxe 3/1ech nposBisercs 3Q(eKxT OTKIOHEeHHS OT HJealbHOW OTHO-
CUTENbHONH MHTCHCHBHOCTEH KOMIOHEHT KaXJOro U3 Ay0sieToB (MposBiseTcs
TaK Ha3piBaeMbld «3(QdekT Kpbimu») [Ipu yMeHbIIEHUH padodveil 4acTOTHI
(cootHomenus Av/J) UHTEHCHBHOCTh KpailHMX JTUHHHA yMEHBIIACTCS, a ICH-
TpPaJbHBIX — BO3PaCTaeT.

UeM cnoxHee MoJIeKyJa OPTaHHYEeCKOTO COEJUHEHHS, TeM OOJNbIIe CHTHa-
noB B ee cnekrpe SIMP 'H (310 B 0COGEHHOCTH OTHOCHTCS K GHOMOJIEKYNIaM),
MIPY 3TOM HEeM30€KHO TOSIBJICHUE CHTHAJIOB C OJM3KMMH XMMHUMHYECKHMH CJ/IBU-
raMy. YBelumdeHue paOodel 4acTOThI CIIEKTPOMETPA BHELIHE «Pa3fABUIAET» MYIb-
TUIUIETHl B3aMMOJICHCTBYIOIIMX MPOTOHOB. XUMHUECKHUE CIIBUTH SJ€p IPU 3TOM
OCTAIOTCS HEM3MCHHBIMH, a BUAMMAs HIMPUHA KaXKIOro Mynpruriera (B M.J.)
YMEHBIIIAeTCs, B pe3ysibTaTe 4ero moiydaercsi Ooiee MpocTas CIeKTpaibHas Kap-
tuHa. Ecim 10-15 mer Haszanm criekrpoMeTphl ¢ paboueit wactotoit 400 MI'1 6pum
MaJjo PaclIpOCTPaHEHBl, ceifyac Uil aHAIHU3a CIOXHBIX 00BEKTOB UCIONb3YIOTCS
npubopsl ¢ padoueit wactoroit 800 MI'm — 1 I'Tu. Ux manas pacnpocrpaHeH-
HOCTh 00YCJIOBJICHA BBICOKON CTOMMOCTHIO: paboueii wacrore 1 T'Tu (mis saep
MPOTOHOB) COOTBETCTBYET MArHUTHOE MOJE HampspkeHHOCThIO mopsimka 20 T,
JUISL CO3TaHUSl KOTOPOTO HEOOXOJMMO HCIONb30BaTh CBEPXIPOBOJSAIINE MAarHUTHI
BECbMa CJIOHOM KOHCTPYKLUHU pa3MEpoOM C ABYXSTaKHOE 3JaHHE.

Hnsa peructpaunu cnexktpoB SAIMP HecIOXHBIX OpraHWYECKHX COEOUHEHUU
UCIIONIB3YIOT Mpubopsl ¢ pabounmmu wyactoramu 200-400 MI'm. OngHako u B
9THX NMPUOOpPax HEOOXOAWMBI CBEPXIPOBOMASAININE MarHUTHI.

B mponecce o6cyxaeHnsT CIIMH-CIIMHOBBIX B3aWMOJEHCTBUI MBI HCIIOJIB30BA-
JU TEPMHH «3KBUBAJCHTHBIE NMPOTOHBI». B cnexrpockonuu SAMP ucnoas3yror
clenylouiee ONpeereHre SKBUBAICHTHBIX MarHUTHBIX SJEp:

MAarHuTHO 3KBHBAJICHTHBIMH Ha3bIBalOT TaKHUE sipa, KOTOPHIE SBISIOTCA
XHMHYECKH SKBHBAJICHTHBIMH, UMEIOT OAHY M Ty K€ PEe30HAHCHYI0 4aCTOTY
U obdmue A kKaxaoro u3 Hux 3Hadenuss KCCB c sapamu mroboit
COCEHEN TPYIIIBL.

CINIUH-CIIUHOBOE B3AMMOJEMCTBUE MEXAY MATHUTHO
9KBUBAJIEHTHBIMU SIIPAMU B CIIEKTPE HE IPOSBJISAETCAI.

IIpOTOHBI XMMHUYECKHU SKBUBAJICHTHBI, €CJIM OAMHAKOBO MX XMMUYECKOE OKpY-
KEHHE M, KaK CJEICTBUE, PEaKIHOHHAs CIIOCOOHOCTD.

BaxxHo pa3znuuaTh MOHATHS O XMMMUYECKOM M MarHUTHOW SKBUBAJIEHTHOCTU —
XMMHYECKH HKBHBAJICHTHBIE NPOTOHBI HE 0053aTENbHO SIBJISIOTCS MarHUTHO DKBHU-
BaJIEHTHBIMU!

PaccmoTrpuM Monekyiy terparuapodypana

4
H3,, |
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B UL By gl

5.80 5.80 580

Puc. 61. Bug cnektpos AMP 'H Cl,CHCHBr, npu peructpaunmn Ha npubopax ¢ pabounmm
yactotamu 100, 400 n 1000 My

[Mpotonst H! nu H? ABaAIOTCA XMMHYECKHM SKBMBAJEHTHBIMH 110 OTHOIIEHHUIO
K aXMpalbHbIM peareHTaM. OJHAKO MAarHUTHO SKBUBAJIECHTHHIMH OHU HE SIBJIS-
IOTCS, TaK Kak, Hanmpumep, Jig # Jygq (Wi Jye # Jipane) — paccrosuus H-H®
u H'-H* ne paBHBI Mexay cOOOI.

Jlpyrue NpuMepbl CIUHOBBIX CHUCTEM, JUIS KOTOPBIX Jig # Ji 4

NO,

F4  HI H4 H3
M
F3 H2 H? H2

H H2
Cl

CHeKTpbl OPraHUYECKUX COSAMHEHUH KpailHe PelKo MpPEeICTaBIIsIT CO00M co-
BOKYITIHOCTU CHHIJIETOB. Yaie BCero CeKTPhl UMEIOT MYJIbTUILUICTHBIC CUTHAJIBI,
U IpU UX aHaAJIM3€ MOMUMO BEIIMYUH XUMHUYECKUX CABHUIOB OOJBIIOE 3HAYCHHE
UMEIOT THIBl U BEIUYMHBI KOHCTAHT CIHH-CIIMHOBOTO B3aWMOACHCTBHS J.

BennunHa KOHCTaHT CIIMH-CIIMHOBOTO B3aUMOJEHCTBHS BO MHOTOM OIIpEIeNseT
¢opmy curHanoB B cnekrpax SIMP u 3aBucutr or MHOTMX ()aKTOPOB: BEITHYHH
YIIIOB MEXIY XUMHUYECKAMH CBSI3SIMH, IPHPOJIBI OTUX CBsi3eil (HATMYusl IeOKaH-
30BaHHBIX TT-CHCTEM, HampuMep apoMarndeckux) u ap. Kmaccuduumpyror KCCB
[0 YHCITy XMMHYECKHX CBS3€H MEXIy B3aUMOMICHCTBYIOIIUMHU siapaMu (Tabi. 6).

B crektpax anudaTHYeCKHX COCTUHEHHH, KaK MPaBHUIIO, MPOSIBISIOTCS TOJb-
k0o KCCB 2J u 3J; ux 3HaueHHs 3aBUCAT OT Pa3’HOOOPA3HBIX CTPYKTYPHBIX
U 3JEKTPOHHBIX (DaKTOPOB. DTH 3aBUCUMOCTH BECbMa CIIOXHBI, OJHAKO IMPHU
aHaJM3e CIEKTPOB OJHOTHMIHBIX COEIMHEHUH (HAIpUMep, CTEPOUIOB) 2] UMeeT
OOJBIITYI0 BETUYUHY.
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Ta6bnuuya 6. Knaccndurkaumsa CnMH-CNMHOBBLIX B3aVIMOAENCTBUN

T'emunajbHOE BununajabHoe Janbuue
CIIMH-CIUHOBOE CIIMH-CIHHOBOE CNIHH-CIUHOBBIE
p3aumoneiicreue (2J) p3aumogeiicreue (3J) p3aumoneiicreus (*J, °J)
| <
N A N LN
H H H H ATMIIBHOE
Cl H H
HC, 3 H >=< H H )%H
\—v
j:'b Br H [IPOIapTUIbLHOC
NO, H
Br. H H\_/—/
H Cl
= on H TOMOAJLTHIILHOE
H Cl Br H Br JlaJIbHUE B3aUMOJEHCTBUS
HH H B apOMAaTUYECKUX COCJHHCHUSIX

Bimusnue Ha KCCB %) cTpykTypHBIX (aKTOpOB B 3HAYMTENIHHON CTENEHH
ycraHoBiieHO. Tak, 3aBucuMmocts KCCB oT AByrpaHHOro yria ¢ ONUCHIBAETCS
xpueoii Kapnnyca—Konpos (ma puc. 62 npuBejieHa pacueTHas KpuBas H 3a-
IITPUXOBAHHEIE 00j1acTH peanbHo HabmomxaeMbix 3Hauenuit KCCB).

H

¢ H
N

[oxamyit, Hanboyee XapakTEPHBIM MPUMEPOM, WILTIOCTPUPYIONINM 3Ty 3a-
BHCHUMOCTS, sBisercs BenuunHa KCCB B M30MepHBIX 3aMEMIEHHBIX aKEHAX,
a HMEHHO, Jypuc > Jyyer HAPUMED:

3, Ty
10

1 | ) g 4 1 1 1

~easss

0 20 40 60 80 100 120 140 160 180
¢, Tpan

Puc. 62. Kpusaa Kapnnyca-KoHpos
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H:C  H H H
H CN H:C  CN
16,0 Ty 11,0 Ty

Bennuuna J,,. 00br4no nexur B untepsane /-12 I'm, J,,, — 13-18 I'n.
Kpatko ykakeM BIHSIHHE IPYTHX CTPYKTYPHBIX (PaKTOPOB:

H H Hg g H H
d —\X X

e nnuna cesasu C—C (d): ysenuuenue d NpUBOIUT K YMEHBIIEHUIO °J;
* BaJeHTHBIE YIIbl O u @' yBenudueHue € NPUBOAUT K YMEHBIIECHHIO °J;

* JJIEKTPOOTPHUIATENFHOCTh 3aMecTuTens Bo ¢parmentre H-C—C-H: pocr
3JIEKTPOOTPHIATENBHOCTH X TAKXKE NMPUBOAUT K yMEHBIIEHHIO 3J.

A5.7.4. HexoTopbie BONPOCHI KJIacCH(PUKALUT
JABYXKOMIIOHEHTHBIX CTHHOBBIX CHCTEM.
Onpenesnenne KCCB u xuMu4eckux cIBUr0OB MYJIbTHILIETOB
JJIs1 CIIEKTPOB MEePBOTro MOpsiAKa

Paccmorpum KimaccuUKAII0 CIMHOBBIX CHCTEM C TOYKH 3PEHUS COOTHOIICHUS
pasHocTu xumudeckux casuroB u BenuuuH KCCB. s ABYXKOMIIOHEHTHOM
cucteMbl o6o3HaueHue AX ucronbdyercs, ecnu otHoumenue Av/J 6onee 10 (k
HeMy IpHOIMKaeTCsl TPaBbIi CHEKTP W3 MPHUBEACHHBIX Ha puc. 61, wimocTpu-
PYIOIIEM 3aBHCHMOCTH BHJA CIIEKTPa JABYXKOMIIOHEHTHON CHUCTEMBI OT paboueit
4acTOTHI CIeKTpoMmeTpa). Ecnu pasHuia B XMMUYECKUX CIBUTAX Hapsay C pa-
Oouell 4acTOTO# CreKTpoMeTpa Maja WM OYeHb Majia pa3HUIA XUMHUYECKUX
casuroB (mopsiaka 0.1 m.x.), roBopsT 0 ciuHOBOW cucteme AB (nieBbiii criektp,
KOMOPbLU He 61emcsi CNeKMmpPOM nep8o2o nopsoka). IIpu MasbiX BeTUYHHAX
Av/J nns cnimHOBO# cuctembl AB 001asi kapTHHA CIEKTPa MPUHIUITHAIBHO
u3MeHsieTcs 1Mo cpaBHeHHIo ¢ AX (Kak MmokKa3aHO Ha PUCYHKE), HO, 110 KpaiHei
Mepe, HEM3MEHHBIM OCTAeTCS YKCIO CUTHAIOB. B ciiydae §ojiee CJIOKHBIX
IBYXKOMIIOHEHTHBIX crcTeM mpu mepexoge AX, — AB,, A X, — A,B, us3-
MEHSETCSI HE TOJNBKO (hOpMa CHTHAJIOB, HO M CYMMapHOE€ YHUCJIO CIIEKTPaIbHBIX
JIMHUHA.

Ecnu o0paszyiomue CIMHOBYIO CHCTEMY SApa XUMHUYECKH SKBHUBAJICHTHHI,
HO MarHWTHO HE YKBUBAJCHTHBI, HCIOJB3YIOT 0003HAYEHHS CO IITPUXaMHU
(AA'BB' u 1. 1.).

Panee MBI paccmorpenn npumepbl crnuHOBBIX cuctem AX, (CHCI,CH,CI),
A,X, (3-xmoprponuonunxiopuna) u A,X; (nuatunossiii 3¢up). Ha puc. 63-65
MPHUBEJCHBI [TPUMEPHl HEKOTOPBIX APYTUX JIBYXKOMIIOHEHTHBIX (/[Ba HEIKBHBA-
JICHTHBIX SIJIpa) CIMHOBBIX CHUCTEM.
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Yo} ©
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CN ©| ‘rm
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cl i |
T T T T T
6.35 6.30 6.25 6.20 6.15 6.10 6.05

Puc. 63. lpumep remmnHanbHOM cnmHoBon cuctembl AB. B npuBegeHHOM crniekTpe Benu-
ynHa KCCB coctaBnset 3 U, n OTHeCeHWe CNUHOBOW CMCTeMbl UMeHHO K AB-Tnny onpepe-
NAETCA Manon pasHuuen xummyeckmx casmros (0.1 m.g.)

15 cnexTpoB MEpBOro MOpsiiKa MPOU3BOIBHON CMHOBOHM cuctemMbl A X,
a TaKkXke JUIsl UCKAKEHHBIX CIEKTPOB IMEPBOrO MOPSAIKA, YUCIO CIEKTPaIbHBIX
JIMHUM B KOTOPBIX COBIIaJa€T C MPEACKa3aHHBIM B COOTBETCTBUU C TPEYTrOJib-
HukoM Ilackana, KCCB omnpenensercss B COOTBETCTBUU C BBIPAKEHHUEM:

3(A) =8 (Anaa) | 3(X0) =8 (X)),
2m 2n

rae 6(A;) — 6(Aps1) — XUMHUYECKHE CABUTHM KpallHMX KOMIIOHEHT MYJIbTHILIETA
npotoroB A, (M+1 munust), a 6(X;) — 6(X,41) — XUMHUECKUE CABUTH KpaHUX

J =

COOH
3.00

L |

7.20 7.15 7.10 7.05 7.00 6.95
o X
0.79 3.00 6.05
| I (] [N}

13 12 1 10 9 8 7 6 5 4 3

Puc. 64. MNpumep cnnHoBol cnctembl AB,. 13-3a 61M30CTY XMMUYECKUX CABUIOB CUMMETPYA
MyNbTUMNIETOB HAPYLLEHA, CUrHASIbl «CKOLLEHbI» APYT K Apyry. CNeKTp He ABNAETCA CNeKTPOM
nepsoro nopsaaka, KCCB mMoXxHo onpefenvtb TONbKO NPUGAN3UTENBHO
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T
—1.72
—1.70

2}
N
<

4.27

| 1.00 | 5.99
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4.35 4.30 4.25 1.75 1.70
1.00 5.99
[ — [ -
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Puc. 65. MNMpumep cnnHoBon cuctembl AXg. CurHan —CH< coctomnT 13 7 cnektpanbHbIX AUHWUNA.
3)=[(4.35-4.22)/12 + (1.72 - 1.70)/2] x 300 = 0.0208 x 300 = 6.25 4. KCCB B pyTUHHbIX
CrekTpax o6blYHO OKPYIIAIT 4O NEPBOro 3HaKa nocne 3anaTton: 3 = 6.3 Ty

KOMITOHEHT MYyJIbTHILIETAa HPOTOHOB X, (N+1 muuus), v — paboyas wacrora
npubopa, MI .

XHWMHUYECKUM CIBHTOM MYJBTHILICTA B CIydae CIEKTPOB IEPBOrO MOPSIKA
SBIACTCS CpenHee apupMETHYECKOe 3HAYCHHE CIABUTOB IS BCEX KOMITOHEHT
3TOTO MYJbTHIUIETa. TOJBKO B ATOM CiIydac BEIWYMHA XUMHYCCKOTO CIBUTA
HE 3aBUCUT OT pabodYeil 4acTOTHI CIEKTPOMETpA.

A5.7.5. TemuHaIbHasi CHTHOBAs CHCTEMA PSIIOM
¢ aCHMMETPHYECKHM IeHTpoM. /[uacrepeoTonus

HNHTepecHBIM ciaydaeM BYXKOMIOHEHTHON CIMHOBOM CHUCTEMBI SIBJISIETCS
remuHanbHass AB- unu AX-cuctema —CH,-rpynmnbel psaoM ¢ XUpalbHBIM
nentpom. Ha puc. 66 mpuBemen cmnexktp HOOCC(OH)(CH;)CH,COOH
(pactBopurenas — D,0).

BunHo, uro curnanel —CH,-rpynmbl B ClieKTpe MpeACTaBisioT coboit AB-cuc-
T€My, T. €. IMPOTOHBl METHJIEHOBOH I'pYyNIBI SBISIOTCS HEIKBHBAJIEHTHBLIMM.
st 00BsIcCHEHUS 3TOTO (pakTa pacCMOTPHM MPOCKIMH HbloMeHa 3aTOPMOKEH-
HBIX KOH(QOpPMAIUH OJHOTO W3 PHAHTHOMEPOB:

COOH1 COOH! COOH!1
HO\ CH;3 HOOC2\ OH H3C\ COOH2

H1 H2 H1 H2 H1 H2
COOH2 CHs OH
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COOH

OH D,0

HOOC

3.31 1.04 1.03 3.00
[ [ | [

5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0

Puc. 66. Criektp IMP 'H 2-rugipoKcun-2-MeTuisHTapHOM KUCOThI

B kadecTBe «penepHoii» rpynmsl BeibepeM, Hanpumep, —COOH? u nanee
NpOaHaIU3MPyeM XUMHUYECKOe OKpysxkeHue npotoHos H u H?, T. e. 3amectutenu
npu cocennem ¢ —CH,— acummerpuueckom arome. B mpoeknuu 1 mexmy H!
u COOH! pacnonoxena rpynna —OH. Torna «6nuskum» k H! B-3amecturenem
asnsercs COOH?. I'pynna —OH pacnonosxkena mexay H? u COOH! B mpo-
eKIIMM 2, HO B 3TOM ciydae «Omuskum» k H? B-zamecturesnem spnsercs CHj.
Otcrona sicHo, uto H! n H? aBNsIOTCA XMMHYECKH U, CIIEI0BATENbHO, MATHUTHO
HEOKBHUBAJCHTHBIMU. Takue MPOTOHBI — MPOTOHBI METHICHOBOMN TPYMITBI PSIOM
C XHPalbHBIM IIEHTPOM — HA3bIBAIOT OUACHMEPEOMONHBIMU.

B o01miem xe ciydae duacmepeomontspiMu Ha3bIBAIOT PYIIIbI, KOTOPbIC HEIlb-
35 B3aMMHO 3aMCHHUTb B pe3ylbTaTe JI000il omepaniu CUMMETPHH.

Huxe mpuBeneHbl MPUMEpPhl MOJEKYJ, COACPKAIUIUX JUACTEPEOTOIHBIE
(c TOYKH 3pEHHUsT CTEPECOXUMHUHU) aTOMBI HIW TPYHIbl (BBIACICHBI KHUPHBIM
mpudToMm):

pH  CH; HsC

CHs
L""COOH HyC
Cl

L''"COOH
Cl

B mpaktuke cnekrpockonuu SIMP TpaauiinoHHO AMACTEPEOTONHBIMU HA3bI-
BalOT aTOMBI WJIM TPYIIEI, PACIONOKEHHBIE PSIIOM C IEHTPOM XHPaTbHOCTH.
B Mmonekyne coenunenus, cnektp AMP H kotoporo mpuseneH Ha puc. 67,
IUACTEPEOTOHBIMHE SIBISIFOTCS U NPOMOHb6I METHIICHOBOU TPYTIIIBI, U Memuibible
2pynnuvl 30TPONIIBHON TPYIIHL
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: COOH —CHs
OH COOH
_CHZ_
M f
Ve
2.15 1.00 5.97
—]  —— e —
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2.5 2.0 1.5 1.0
1.48 0.91 215 1.00 5.97
| I— | — e | S—
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Puc. 67. Cnektp IMP 'H 2-rufpoKkcn-2-n3onponuisHTapHoN KUCIoThl

A5.7.6. Tpex- 1 MHOTOKOMIIOHEHTHbIE CUCTEMbI

[ToMHUMO OBYXKOMIIOHEHTHBIX CIMHOBBIX CHCTEM aHAJIU3y BIIOJHE MOAAAIOTCS
U TPEXKOMIIOHEHTHBIE CHUCTEMBI, COAEPKAIUEe TPU I'PYMIIBI XUMUYECKU HEIKBU-
BaJICHTHBIX MPOTOHOB. [IpocTteitmmii cinyuaii Takoil cuctemsl — cuctema AMX
(Tp¥ HEIKBUBANCHTHBIX SIIPa, PA3HUIA XUMHUUYCCKHX CIBHIOB MEXIY KOTOPBIMH
U cooTHolIeHne Av/J H0CTaTOYHO BEIMKH). IIpu COMMKEHUH MYJIBTHILIETOB,
OTBEYAIONINX CHUTHAJIAM Pa3HbIX MPOTOHOB, 3Ta CHUCTEMAa MEPEXOIUT, OYCBHUIHO,
B cucremy ABX mim ABC.

Knaccuueckuii mpumep — ctupoa (puc. 68).

IIpoToHsl, oOpasyrwinre cnMHOBYIO cuctemy AMX, MOryT ObITh CBS3aHBI
He ¢ OByMs, a ¢ Tpems pasnuuHbiMu aromamu C. Eciu B ciaydae ctupoia ma-
nenbKylo Benuuuny umena KCCB 2J, To B 3ToM cilydae, Kak IpaBUIIO, Majo
3HaueHue 4J, u cnekrtp mpuHuMaeT Buj ayoner / xyomer / xyOner my6ieTos
(unu TpHMIET), IpUYEM AYOIETHI SBISIOTCS CUTHAIAMH «KPaWHUX» MPOTOHOB
CIMHOBOM cuctembl. Ha puc. 69 npuBeneH npumep Tpu3aMmemeHHOro OeH307a,
MIPOTOHBI KOTOPOTO 00pa3yloT CIUHOBYIO cucteMy AMX.

B Mosekyie 3TOro COeUHEHHUs B CIA0OM IOJIE PACIOIOXKEH CUTHAJ MPOTOHA
H,, Haxozasmierocs B opmo-nonoxxkeHuu Kk HuTporpymmne. OH umeer ¢hopmy cra-
60 uckaxkeHHOTO ay6iera. BTopoit 1y0ieT COOTBETCTBYET BTOPOMY «KpalHEMYy»
nporony Hy,. Curnan cpeanero mpotoHa Hy mmeer ¢opmy Tpuruiera. B neii-
CTBUTEIIBHOCTH TPHUILIETOM OH HE SIBJIETCS, a MPEACTaBIsIET COOOM HaJOXKEHHE
IBYyX OyOJeToB, BO3HUKAIOUIUX B pe3ylbTaTe B3auMoieicTBus ¢ Hp u Hy.
Takoe HalOXKEHUE CTAIO BO3MOXHBIM HM3-3a TOTO, YTO BEIMUUHBI Jax U 2Jyx
paBHbl: 2Jay = 8.1 T'w; 3Jyx = 8.1 I'n.

AHanu3y B NpUOIIKCHUH CHEKTPOB MEPBOTO IMOpPsAKAa B HEKOTOPBIX CIy-
yasgx BIIOJHE MOANAIOTCA YEThIpEX- U JaKe MATHUKOMIIOHCHTHBIE CHCTEMBI.
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Puc. 68. Cnektp AMP 'H n cxemaTnyeckoe n3o6paxeHne BO3HUKHOBEHUA CNeKTpasib-
HbIX NMHUIA cucTembl AMX (Ha npuMepe BUHWAbHOW TPYnnbl CTUpona). Benuunna 2Jyy
ana =CH,-rpynnbl cTvpona BecbMa mana u coctaenseT 1.1 Ty (B otanume ot 3/, = 11.3 Ty
" 3Ja = 18.0 My)

[locnenHne — B ToM city4ae, KOraa OHH OOpa3ylOT CHCTEMY HMPOTOHOB MOHO-
3aMeNIeHHOro OeH301pHor0 Koibla. C (opMaapbHON TOYKM 3peHus, B cCiiydae,
HarmpuMmep, HATpoOeH3oma 3Ta cuctema oTtHOocuTes k AA'MXX'-tumy. On-
Hako BenmmunHBI KCCB mexny mporonamu A m M, A’ u X kpaiilHe MaJbl
W B CIEKTpe HE BUAHBEL. B pesynpraTe HabmromaeM cleaylomylo KapTHHY:

e Curnaa AA': mposusercs B3aumopeiictsue A—X. Ilpotor A’ TouHo Tak
ke B3ammoneinctByer ¢ X'. dopma — aydser, HHTETpal paBeH 2.

e Curnaa M: nmposiBnsiercs B3aumoneiicteue M—-XX'. @opma — TpuILIeT,
uHTerpai paBeH 1.
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Puc. 69. Cnektp AMP 'H 2-HnTpo-6-xnopTtonyona. [Ans yao6cTea aHannsa Cnektpa XMmu-
yeckume cABUMM yKasaHbl B I

e Curnan XX': mposusiorcs BzanmonenctBus X—A u X—M. Ilpoton X'
TOYHO Tak e B3aumojeicteyer ¢ A’ m M. dopma — TpumJer, HHTETpa
paBeH 2.

Takum oOpa3zoMm, Ha OCHOBAaHHH (HOPMBI MU HHTETPATbHONH HHTCHCHUBHOCTHU
CUTHAJIOB MBI MOXXEM OIIPEHCIUTHh MOJOXKEHUE KaXKJ0H TpyNmbl U OIEHUTH
BIUSIHUE TPUPOABI 3aMECTUTENSI S Ha 3TO MOJOKEHUE.

YCTaHOBIICHO, YTO 31€KMPOHOAKYEeNnmopHvle 3aMECTUTEIN CIBUTAIOT CUT-
HAJBl Opmo- W NaApa-TipOTOHOB 61e60 (B ciaboe MoJe), a 21eKmpoHOOOHOD-
Hble — 6npaso, MPUUEM CHIBHEE BCErO MPOSIBISICTCS CIBHUT Opmo-TIPOTOHOB.
OT0 XOpomo BHAHO Ha NIpUMEpe NpPUBEACHHBIX Ha puc. /0 cHmekTpos
MOHO3aMEILIEHHBIX OEH30JI0B.

Eite onuH TUIT MHOTOKOMIIOHEHTHON apOMaTHYeCKOW CIIMHOBOW CHUCTEMBI —
AA'MM’ — 00pa3yroT MPOTOHBI AU3AMEIICHHOTO OEH30J1a: opmo-Iu3aMenleHHOTO,
€CJIM 3aMECTUTENH OJUHAKOBHI, U napa-AN3aMelIeHHOr0 B cllydae pa3HBIX 3a-
MECTHUTENEH.

B opmo-nu3ameniennom Oen3one (omuHakoBble 3amecTHTeNH) ‘o ¥ “Jam
CPaBHUMBI 10 BEJIUYHMHE C SJay B 3Jan- B pesyibrare crekTpanbHas KapTHHA
YCIOXKHSETCS: Kakasi TPyNIa CUTHAIOB MPHUOIIKEHHO OMUCHIBACTCS KaK Oy-
Oret MyOneToB, MpUYEM MOSBISIIOTCS €II€ W JOTOTHUTEIbHBIE CHTHAIBI (CIIEKTp
He nepsoro mopsakal) (puc. 71).

B napa-muzameriennom GeH30i€ ¢ pasHBIME 3aMecTHTENsIME (OCOOEHHO eciTn
OIMH W3 HUX — JIOHOP, a APYTOil — aKIEeNTop) pa3HUIla B XUMUYECKUX CABUTAX
Mexay kommonentamu A u M Bennka, a BemnunHa KCCB (uepes namo ceszeir!)
s map A-M’ 1 A'-M maia, ¥ crieKTp BHENTHE HAIlOMHUHAET CIEKTP CHCTEMBI
AM (umu gaxe AX) — 4eTKO TIPOSIBIISIFOTCSI TOJBKO «IAPHBIEY» B3aUMOJIEHCTRUS
A-M u A-M’ (puc. 72).
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Puc. 70. Cnektpbl AMP 'H mMoHo3amelleHHbIX 6€H30/10B
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Puc. 71. Cnektp AMP 'H 1,2-guxnop6eHsona
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Puc. 72. Cnektp AMP 'H 4-HutpodeHona

He MeHee BakHBIN MOAMAIONIUICS HHTEPIPETAUN THII apOMAaTHYCCKOH CIIH-
HOBoO# cuctemsl — T ABCD, korma Bce MpOTOHBI opmo-TU3aMeNIeHHOTO OCH-
3osa (pasHbie 3amecTUTeNn!) UMEIOT 3aMETHO OTIMYAOIIMECS OJUH OT JPYroro
XUMHYECKUE CHBHUTU. Yale BCEro 3T0 HAOIIOMAETCs IS Opmio-IA3aMeIleHHBIX
OCH30JIOB M CIydaeB, KOTNa OJWH W3 3aMECTUTENeH — JOHOp, a APYrod — aKier-
Top. Ha puc. 73 mokazan mpumep TaKOW CHCTEMBI:

[IpuBeneHHOE OTHECEHHE MTPOTOHOB CIIMHOBON CHCTEMEBI CIEIaHO Ha OCHO-
BaHHUH CICAYIOMHUX COOOPaKeHHI: HUTPOTPYIIa OKA3hIBACT CUIBHOE BIUSHUE
Ha TIPOTOHBI B Opmo- U napa-TOJIOKCHUU K Hel. B cimabom mone Mbl BUIUM
JIBA CUTHAJA. PACIICIUICHHEIN TyOneT W pacilelUIeHHBIH TpuIueT. EcrecTBeHHO
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CUMTATh, YTO IyOJET COOTBETCTBYET MPOTOHY A B Opmo-TIONOKEHUU K HUT-
pOTpYIIE: MYJNBTHIUIETHOCTh CHTHada obycioBieHa 3Jag. Torma TpuILieT
npu 7.54 m.u. — curnan nporona C (3Jgc = 3Jep). Ocrawmuecs cUrHaibl
COOTHECTH HE€ COCTaBisieT Tpyda. AyOier mpu 7.14 m.;n. — cursaia mporto-
Ha D (3J¢p), a Tpumner npu 6.97 M.A. — CMrHaJ OCTaBIIETOCs NPOTOHA B.
WHBIMH cIOBaMH, BO MHOTHX CIy4asdX, €CIHU PSAOM C NMPOTOHOM HMEETCS
OJIUH NPOTOH C OTJIMYHBIM XUMHYECKHUM CIABHUIOM, CHUTHAl 3TOr0 IPOTOHA
npexacraBisieT coboit aybmer. Ecin ke COCeTHUMH SIBIAIOTCS ABa MPOTOHA
C Pa3IMYHBIMH XMMHYECKHUMH CIBUTaMH, CHUTHAJI HMeeT (OopMy TpHUILIETa
nin nybrnera ay0neTos.

OdeHp Ba)XHOW rpynmnoi amupaTHYeCKUX COEIWHEHUH, MPOTOHBI KOTOPHIX
dopmupyior cuHOBYIO cucteMy AMX (unmu ABX), sBISIOTCS BelecTBa 00mIei
¢dopmyner XCH,CHYZ:

X H
H—Y
H oz

rae X, Y u Z — HeKOTOpbIe 3aMeCTHTENH, pudeM Y U Z 00si3aTeIbHO pa3Hble
(ecnm ObI OHM OBLUIHM OXMHAKOBEIMH, IIOTy4aaach Obl 0ObUHas cucrema AX, Win
A,X), B Takux coenuueHnsX npoToHbl —CH,-IpyIIbl SBISIOTCS HEIKBHBAJIEHT-
HBIMH. DTO YaCTHBIA Cllydyall pacCMOTPEHHOTO BBIIIE SIBICHUS JUACTEPEOTONHHU
MIPOTOHOB METWJICHOBOM TPYIIBI, COCEACTBYIOMICH C HEHTPOM XHPATHHOCTH.

Ha puc. 74 npusenen cnektp AMP 'H 2,3-1uGpoMOponuoHOBOil KHCIOTHI
BrCH,CHBrCOOH.

Ha »ToM MBI 3aBepmiaeM paszmell, HOCBSIICHHBIH PacCMOTPEHHUIO CIIMHOBBHIX
CHUCTEM pa3NUYHBIX TUMOB. ClieqyeT OTMETUTH, YTO

* Qoyiee CIOXHBIE MHOTOKOMIIOHCHTHBIE CIIMHOBBIE CHUCTEMBI SIBIISIIOT-
Cs CIHMIIKOM CJIOXHBIMU IjIs aHaiau3a (yxke cuctrembl AA'MM' Henb3s
HHTEPIPETUPOBATh B MPUOIUKCHUHU CIEKTPOB IMEPBOTO MOPSAKA),

~
[te) S
N ¢
0PN NO, 3 Hg NO, |
g T
—h OH Hc OH
— o Hp 8
ABCD 3 N
g A S T
i
I
A C D B

8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 71 7.0 6.9 6.8

Puc. 73. Cnektp AMP 'H 2-HutpodeHona
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Puc. 74. Cnektp AMP 'H 2,3-am6pomnponvoHOBON KACIOTHI

U UX aHamu3 TpeOyeT MPUMEHEHHs MaTeMaTHYeCKOTO ammapaTra KBaH-
TOBOM MEXaHHKH,

* CIMH-CIIMHOBOE B3aUMOJCICTBUE PEAKO MepenaeTcs MO AJIUHHBIM IIeN0o4-
KaM XHMHYECKHX CBs3eil, Oimaromaps 4eMy CIIEKTPHl BechbMa CIOXHBIX
MOJIEKYJ MHOIZA MOXXHO INPEJCTABUTh KAK HAJIOXKEHHE CIEKTPOB OTHO-
CHUTEJIBHO TPOCTHIX ()parMeHToOB, OOpPa3yIONIMX JIETKO paclio3HaBaeMble
CIUHOBBIE CUCTEMBL.

As's‘
A5.8.1.

HecmoTpst Ha OTHOCHUTEIBHO HEBBICOKOE NMPUPOIHOE COACPKAHUE, CYLICCTBEH-
HO 0oJsiee HU3KYIO IO CPaBHEHMIO C IPOTOHAMH BEJIMYMHY T'MPOMATHUTHO-
o OTHOIICHHUs, a TaKXe OOJbLIME BpeMEHa peJaKcallud, XapaKTEepHbIE s
anep BC B Mosekynax OpraHMYeCKMX COEJMHEHHH, PETUCTPAIMS CHEKTPOB
SIMP 3C npencrasnsier coboii BIIOJHE OTPaOOTaHHYIO MPOLENYPY. ITH CIIEK-
TpHl cofepXaT KpaiiHe BaXkHYI0O MH(OpMalHio O CTPYKType OpPTaHUYECKUX
coequHeHuil. Heo6xonumo otnaBath cebe OTYET B TOM, YTO MOJIEKYyJa HC-
cinenyemoro meroaom SAMP 13C pemectBa (hakTUUECKH CONEPKUT €IMHCTBEH-
HYI0 U30TONMHY MeTKy °C, CTaTMCTHYECKH PaCIpENe]eHHYI0 MEXIYy BCEMH
aTOMaMHM yrjepoja, T. €. OOBEKTOM HCCICAOBAHUS SBISIETCS CTATHUCTHYECKAs
CMECh M30TONOMEPOB.

OueHb BaxHO To, 4To B ciekrpe SIMP 3C ¢dukcupyrorcs atoMsl yrieposa, Bo-
00llIe HEe CBA3aHHBIE C NPOTOHAMH, 0 KOTOphIX criektp AMP H Hukakoii nadop-
MaIlii He COACPIKHT, — YyeTBepTUUYHbIe aToMbl >C<, >C=, -C= u =C=, a TaKxe

Cnexmpockonus AMP na adpax *C

HCKOTOPLIC OCHOBHBIC ITOJIOKCHU A
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¢ynkumonansHele rpymmsl >C=0, -COOH, -CN u ap. B to e Bpems cymiect-
BYIOT (DYHKIMOHATIbHBIE TPyMITbl, He conepakaiue atomoB C (-OH, -NH, u np.).
Taxum o6paszom, cnektpbl SIMP *H u *C pononmsior mpyr apyra.

[pucrynas K 03HaKOMJIEHHIO C 3TUM BHJIOM criekTpockormu SIMP, HeoOxomumo
YUUTBIBATh CIEAYIOILEE. Majas paclpoOCTPAHEHHOCTh U MEHbIIIEEe, YeM Y MPOTOHOB,
TMPOMarHUTHOE OTHOLIEHHE siapa *C IPUBOMMT K TOMY, YTO OTHOCHTENbHAS UyB-
CTBUTENBHOCTH criekTpockorud SIMP *C npubnusurensro B8 5700 pas Huke, ueM
cnektpockoruu SIMP *H. Tlostomy s peructpamuu criektpos *C HeoOxomumMo
HCIIOJIb30BATh JINOO MPUOOPE! C HENPEPBIBHOM perucrparyeil 1 MHOTOKPaTHBIM CKa-
HUpOBaHHEM (B KOTOPBIX (haKTHYESCKH HAKAIIMBAIOTCS COTHU M THICSYHM CIIEKTPOB
OJTHOTO ¥ TOTO ke 00pa3lia ¢ 3aKOHOMEPHBIM TOBBIIICHUEM YPOBHS CHTHAI/IIYM,
OJIHAKO TIPU 3TOM HEOOXOIMMO HCIIOIB30BaTh BHICOKHE KOHIIEHTPAIMH BELIECTBA
B 00pasie), 1160 uMIyiIbcHbIe criekTpomMeTpsl SIMP ¢ dypbe-npeobpazoBaHueM.
Ceiluac TIOBCEMECTHO HCIIONB3YIOT (ypbe-criekrpomMerpsl SIMP.

MHorue OCHOBHBIE NMOHATHS, C KOTOPBIMU Mbl NMO3HAKOMMIIHUCH HpPHU U3Y-
uyenuu cnekrpockornuun AMP mHa sapax H, ucnonb3yrorcs u B cHeKTpOCKoO-
nun AMP 3C. Tak, umeromue pasiM4HOe XMMHUYECKOE OKpYykenue siapa °C,
KaK MpaBUjIO, OTIMYAIOTCS CBOMMH XMMMUYECKUMU cIBUramu. B crnekrpockonuu
SIMP 13C rtaxxke mcnonp3yercs d-likana, a B Ka4eCTBE CTaHAapTa BHIOpPaH TOT
xe Terpameruncuiaan (TMC). OnHako 061acTh XUMHUYECKHX CBHIOB CHIHAJIOB
pasnuuHbIX TUNOB B crekTpax SIMP 3C cyuiecTBeHHO mMpe MO CPaBHEHHIO CO
criektpamu H (mopsiaka 250 m.a. BMecto 12 m.u.). Biusuue QyHKumoHams-
HBIX TPYII HAa 3HAYEHHS XMMHUYECKHX CIBUTOB B criektpax SIMP BC B o6mem
AQHAJIOTUYHO HaOII0gaeMoMy s crekTpoB SIMP H. Tak, curHamsl anep 13C
AJIKUIBHBIX TPYII pacrnojaraloTcs B 00JACTH CUJIBHBIX IOJIEH, B TO BpeMs
KaK CHTHAJIBl aTOMOB apOMaTHYECKHUX CHCTEM DAaCIIOJIOKEHHI ¢ ciaboM TmoJe
(a xapbouunpHOU rpymnmel — npu 180-200 m.a., cMm. npunoxenue B3).

3nech cieayeT OTMETUTh OJUH AOCTATOYHO Ba)XHBIM MOMEHT. KOTJa MBI
rosopum o cnekrpe SIMP H, saperucrpuposanHom Ha npuGope ¢ paboueii
gactotoir 400 MI'm, 3T0 0O3HAYaeT, YTO MBI YKa3bIBaEM PE30HAHCHYIO YaCTOTY
MOTJIONIEHHS TPOTOHOB, COOTBETCTBYIOLIYIO CO3/IaBaeMOMY B IpHOOpe MarHuT-
HOMY moyito. OueBHJHO, YTO HANPSKEHHOCTH IOJIS, CO3[aBa€MOT0 CBEPXIIPO-
BOJSAIIMM MarHuTOM (ypbe-crieKTpoMeTpa, HeusMeHHa u s suep °C Gyner
COOTBETCTBOBaTh paboucit wacrtore mpubopa ~100 MI'u (OTHOLICHHIO THPO-
MarHUTHBIX OTHOmeHui s saep H (2.674) u C (0.672), pasnomy 0.251
u ymHOoxeHHoMy Ha 400).

A5.8.2. CnuH-CHIMHOBBIE B3aNMo/elicTBHS B cnekTpockonun SIMP °*C

ATOMBI yriepoga OpPraHMYECKHUX COCJAMHCHUH BO MHOTHX CJydYasX CBS3aHbI
C APYrUMHU MarHUTHBIMHU siapamu. Tak, Hampumep, BO3MOXKHO CITUH-CITHHOBOE
B3aUMOJICHCTBUE MEXTY UMCIOIIUMH Pa3INYHOE XUMHYECKOE OKpYKEHHUE sJipa-
mu 13C. Opnako B CHJIy €CTECTBEHHON HH3KOW KOHIIEHTPAIMH ATOTO M30TOIa
mogo0HEIE B3aMMOIEHCTBHS (32 MCKIIOUYCHMEM MEYEHBIX COCIMHEHMI) HAOIIIO-
JAl0TCS B BUJE KpaliHe CIaObIX CHTHAJIOB, HEBHJIHMMBIX B OOBIYHOM CITCKTpE.
IIpoToHbI — Hanboee YacTO BCTPEUAIOIIUICS B OPTAHMYECCKUX COCAMHEHHUSIX
TUI MarHUTHBIX saep. Hamwuwe cBsazu C—H mpuBOAUT K TOMY, YTO MEXIY



114 A. BgodHas uacme

aapamu °C u 'H BosHukaer npamoe cnun-cnunosoe ezaumooeticmeue (uepes

onny cBs3p C—H). DTo B3auMOJICHCTBHE MPAKTUYCCKH HE3aMETHO B CIIEKTpPax

SIMP 'H (u3-3a HH3KOTO NPHUPOTHOTO coaepxkaHus uzorona °C, OCHOBHOM

usoron ?C MarHMTHOTO MOMEHTa HE HMEET), OfHaKo B cmekrpax SIMP 13C

OHO TIPOSIBJISIETCS OYSHb CHIIBHO, MOCKOJIBKY IMOJABIISIONIEE OONBIIMHCTBO SJIED

npupoaHoro Bogopona — ‘H — umeer cnuu 1/2.

B pesynbrare perucrpanuMu npocTeix crnektpoB AMP 13C (rak Ha3zbl-
BacMbIX CHEKTPOB MOHOPE30HAHCA) MBI MOJyYaeM CIEAYIOI[YI0 JIBOHCTBEH-
HYI0 KapTHHY:

1. C onHoO# CTOPOHBI, CIIMH-CIIMHOBOE B3auMojeiicTBue Mexy sapamu °C u 'H
CIIOCOOHO CYIIECTBEHHO YIPOCTHTH pEIICHHE 3aJadi 10 YCTaHOBJIEHHUIO
CTPYKTYpPBl COEIMHEHHS. B 3aBHCHMOCTH OT YHCIIa CBSI3aHHBIX C aTOMOM
yoiepoja IPOTOHOB MBI MOJTy4aeM CIUHOBBIE cucTeMbl AX, AX, mm AX,
(A = aapo BC, X — npoTOHBI), T. €. MOXEM ONpEIETUTh HAIMYHME B MOJIEKYJIE
CH-, CH,- nmu CHj-rpymm.

Ha puc. 75 mpuBenen npumep — MojenbHbIA crmektp SIMP 13C
(2)-CH;CH=C(CH,CH;)COOH, MyasTUIUIETHOCTh U 3HAUYECHHUE XHUMHUYECCKO-
TO C/BHTa CHTHAJIOB B KOTOPOM IO3BOJISIFOT HaM COOTHECTH KaXKJIBIH M3 HUX
C aTOMOM YyIJIepoja OIpEeIEHHOTO THIIA.

IlepBuuHOE OTHECEHHWE CHTHAJIOB B 3TOM CIIEKTpE CIEIyIolee. CHHIJIET
npu 170.4 m.a. coorBerctByer —COOH (Her mpsimoro B3aumoneiicteust C—H).
Hy6ner mpu 140.8 m.a. — —CH= (1 mpoTOH, CBS3aHHBIA C aTOMOM YIJIEpPO-
na). Cuarmier npu 137 m.n. — derBepruyHomy >C=. TpuUIUIET ¢ LEHTPOM
npu 20.2 m.x. coorBercTBYeT pparmenty —CH,—. Haxonen, ocraercs mapa
KBaJPyIJIETOB — CHTHAJIIOB METHJIEHBIX TPYIIIL.

2. C apyroii cToponsl, peructpamus crnekrpos SIMP °C, menocpenctBenno orpa-
JKAIONIUX CIIUH-CIIMHOBOE B3ammojeiicteue C—H, umeeT psij HETOCTAaTKOB.

~ ] e
COOH

14043 20.16
14123

—COOH
170.44 13 19.36

20.96

o
©
~

150 100 50

Puc. 75. MogenupoBaHHbin cnektp AMP '3C (2)-CH;CH=C(CH,CH,)COOH
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* Bo-mepBrIX, B ClIyyae CJIOXXHBIX OPraHMYECKHUX MOJIEKYJI, COIAEpKaIluX
JIECSITKU CUTHANOB B y3Ko#t obmactu (mopsaka 10-20 m.j., Hampumep,
NOJHMAPOMATHYECKUX COCTMHCHUI MM Pa3BETBICHHBIX alKaHOB) Takas,
Ha TEpBbIA B3TIA] WHOOPMATHBHAS MYJIbTHIUIETHOCTh TOJBKO BHOCHUT
nytaHuny. Ha puc. 76 n 77 nmpuBeqeHBl COOTBETCTBYIOUINE MPUMEDHI.

° BO'BTOPI)IX, IMMOCKOJIBKY CyMMapHass MHTCHCUBHOCTb CHUT'HAJIAa — BCJIWYHHA
IMOCTOAHHAA, UHTCHCUBHOCTD KaXXJIOTr0 KOMIIOHEHTa MYJIBTUILUIETa MCHBIIC,
HYTO CHHXACT YYyBCTBUTCIBHOCTH METOAA.

[Tostomy 06b14HO criektpbl IMP ¥C peructpupyror B pexknme Tak Ha3blBae-
MOH «IIMPOKOMOJIOCHON MPOTOHHOW Pa3BA3ZKM» (cemeposoepHozo 080LH020
pe3onanca). B 3ToM cllydae CHIBHBIM PaJHOYaCTOTHBIM ITOJIEM OONy9aeTcs BCs
o0JIacTh pe30HaHCca NMPOTOHOB, 3TO BBI3BIBACT HACBHIIICHWE CIUHOB IIPOTOHOB,
¥ CIUH-CTIMHOBBIE B3ammogelicteus °C—'H ue mposastorcs. B pesynbrare
PE30HAaHCHBIH CHTHAJ aToMa yIiepoaa KaXXAOTo THIa HpeIcTaBiseT co0oit
CUHITIET, @ CHEKTP B LIEJIOM — COBOKYNHOCTb Y3KHUX JMHHI IONIOIICHUS U,
KaK MpPaBUJIO, BBINISLAUT CYIIECTBEHHO IPOLIE IO CPABHEHUIO CO CIEKTPOM
monope3onanca IMP 3C Ttoro xe coeiuHEHHUs, YTO TPOMILTIOCTPUPOBAHO
Ha puc. /8 Ha mpuMepe 3-MEeTHITeKCaHa.

VBeNudYeHne MHTEHCUBHOCTH CHTHAIOB B crekrpax SIMP 13C, sapukcupo-
BAaHHBIX B PEXHMME INUPOKONOIOCHON MPOTOHHOU Pa3BA3KHU, CBA3aHO HE TOJIBKO
C IpEBpAIllCHUEM CHUTHAJIOB U3 MYNBTUIIIETOB B CHHIVIETHL. OTO YBEIUYCHHE
CBS3aHO C MpPOSBIECHUEM BaXXHOro B crnekTpockonuu SIMP sBieHus, Ha3biBae-
Moro siiepHbIM 3¢ dexTom OBepxaysepa (0519, NOE).

OH 3aKIII04aeTCsl B CIEAYIOLIEM: €CIU J1Ba MAarHUTHBIX sJipa PacHOJOKEHBI
B MIPOCTPAHCTBE PAJOM JAPYT C APYroM, OOIydeHHE OJHOTO M3 HHX C €ro pe3o-
HAHCHOH 4aCTOTOM BBI3bIBAET YBEIMYEHHE UHTEHCUBHOCTU PE30HAHCA COCEAHErO
anpa. Otot >ddexr nponopuronanen 1/r8, roe r — paccTosHue MexIy SAApaMH.
B cmydae rereposimepHOTO ABOWHOTO pe3oHaHCA OONydeHHE BCEX NPOTOHOB
MOJIEKYJIbI BBI3BIBAECT YBEIMYEHUE WHTCHCUBHOCTH CUTHAJIOB aTOMOB yINIEpPOJa,
HEMOCPEICTBEHHO CBSI3aHHBIX C IPOTOHAMH.

B 5TOM 3aKIHO4YaeTcs NPUHIUNUAILHOE oTaudue crektpoB SIMP B¥C or
cnektpos SIMP 'H. B cnekrpockonuu IMP H juist ycTaHOBIEHUS CTPYKTYphI

een
Q

| U} KLJULA

140 135 130 125

Puc. 76. MogenvipoBaHHbif criektp AMP '3C 6uapuna: 605blIOe YACIO CUTHANOB 3aTPyAHAET
WHTepnpeTaumo
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Puc. 77. MogenupogaHHbii cnektp IMP 3C pa3BeTBNeHHOrO ankaHa: vHTeprnpeTauus 3a-
TPyAHeHa B 06NacTV CUrHaNOB METUMbHbIX rpynn

COeIMHEHNH >(PPEKTHBHO HCIONB3YeTCs MHTerprupoBaHue curHanoB. C supa-
mu 3C Bce cr0%kHee: MPONOPIMOHATBEHYIO YHCIY aTOMOB MHTEIPAbHYIO HH-
TEHCUBHOCTb MMEIOT TOJIbKO OJHOTHUIHBIE aTOMBbl. [IpuunHa B TOM, 4TO 1S
Pa3INYHBIX THUIOB SJI€p CHJIBHO PA3IMUYAlOTCA BPEMEHA pellakcalliy, a 3Ha4MT,
U UHTEHCUBHOCTH COOTBETCTBYIOLUX CUTHAJIOB. bosbline BpemeHa penakcanuu
(¥ HU3KHE MHTEHCHMBHOCTH) MMEIOT CUTHAaJbl aTOMOB YIJIEpOJa, HE CBs3aH-
HbIX ¢ nporoHamu. Kpome Toro, B cnekrpax ¢ MIMPOKONOJIOCHONH IPOTOHHOU
Pa3Bs3KOM ATH CUTHAIIBI HE YCHIMBAIOTCS 3a cdeT dpdexra OBepxaysepa. IT0 BO
MHOTHX CIIy4asX IO3BOJIIET Om.Iu4ams COOTBETCTBYIOLINE MaJOWHTECHCHUBHBIE
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Puc. 78. Cnektpbl AMP 3C 3-meTunrekcaHa: c «pa3Ba3Koi OT MPOTOHOB» U MOHOPE30HaHCa
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CHUTHAIIBI (uemeepmuynblx amomos yenepooa) OT CUTHAIOB OCTAJbHBIX aTOMOB.
Unterpuposats B cnektpax SIMP 3C (mpuuem ¢ HU3KOW TOYHOCTBIO) MOXK-
HO TOJIbKO OJIHOTHITHBIC CHTHANBI (HampuMep, COOTBETCTBYIOIIHME (parMeH-
tam —CH= apoMaTH4ecKuX COCTUHCHUIA).

B 3axiroueHue NaHHOTO pasjena HeoOXOIUMO CKa3aThb O TOM, UTO pas3pa-
00oTaH psl CHENUAIBHBIX METOJHUK, MO3BOJISIOMIMX OTOOpakaTh Ka)IbIH U3
curnanos cnekrpa SIMP 13C B Buze cuHIIeTa M BMECTE C TeM pasiuyarh
aTOMBI YIJIepOJia, CBs3aHHbIE ¢ HedeTHhIM (TpeTwuHbli >CH-, mepBUYHBIH
—CHj;) u getHbM (ueTBepTuuHblii >C<, Bropuunbiii —CH,—) 4ncioM mpoTOHOB
(metomer DEPT, APT). KpoMme TOro, CymecTByIOT CIEHHANbHbBIE TOCTATOYHO
CJI0’)KHBIE METOJMKH DKCIEPUMEHTA, MO3BOJIAIOIINE AOCTOBEPHO OINPENEIAThH
MHTETPAIbHY0 HHTEHCUBHOCThL B criekTpax SIMP 3C.

A5.9. Cnexkmpockonus AMP na a0pax opyaux 3nemeHmoas.
Cnun-cnunoeoe e3aumodeiicmeue Adep "H u *C ¢ smumu adpamu

ITomumo 'H u BC, cnmnoBoe umcno 1/2 umeer eme psjg sAaep, U3 KOTOPBIX
npakTHuecku Hambosee Baxubl °F u 3P, dTop u pocdop ABaAIOTCSH UZOMON-
HO YuCmolMu SIEMEHTaMH, THPOMArHUTHBIE OTHOLIECHHS IJIS UX SAEP PaBHBI
2.516 u 1.083 coorBercTBeHHO. TakuM 00pa3oM, YyBCTBUTEIBHOCTH IPU pe-
rucTpanuu crnekTpoB SAMP [uis 3THX saep AOCTATOYHO BBICOKA.

Crnexrpockonus IMP na sapax *°F u 3P nonmyuuna mmpokoe pacrnpocTtpaHne-
nue. Jis opraHuueckoil U 0COOEHHO OHOOPraHMYECKOM XUMHUM OOJIBIIOE 3HAYE-
Hue umeet crekrpockonus SIMP 3P, tak xak atombl Gocdopa BXOAAT B COCTaB
MHOTMX OMOMOIEKY/. JleTalbHOE PaCCMOTPEHUE DTHX BHUJIOB CHEKTPOCKOIUU
BBIXOIUT 32 PAMKH HACTOAMIETO MOCcoOus. OTMETUM JIMIIb, YTO B HHX UCIIOJb-
3YIOTCS PasHbI€ CTAHAAPTBI, OTHOCUTEIBHO KOTOPBIX ONPEAECISAIOTCA XUMHIECKHE
cnpuru curnanos (manpumep, HsPO, nus cnexrpockonmu SIMP 3P wnn CgFg
nnsa crnexrpockonuu SIMP 1°F). Kpome Toro, crekTpaibHblie 00JaCTH M B TOM,
¥ B JPYrOM Cllydae J0CTaTo MIMPOKU (HECKOIBKO cOoTeH M.A.). CHEKTpOCKO-
nus Ha aapax °F omimuaerca or cnekrpockonuu SIMP 3P cnexyrommm: kak
NPAaBUJIO, OPraHUYECKas MOJEKYJa COAEPKUT OTHOCHTEIBHO HEOOINBIIOE YHC-
10 aromoB (ocdopa. Kpome Toro, KCCB H-C-3!P, kak npaBuiio, HEBEIUKH,
¥ CIIMH-CIIMHOBOE B3aumozeiicteue H—>!P He Memaer aHanusy cnekrpa. B To
xe Bpems KCCB 'H-C-°F u 'H-C—C-'°F BecbMa 3HaYMTENbHBI, KPOME TOTO,
CYIECTBYET LENBIA KJIACC MONIUPTOPUPOBAHHBIX OPraHUYECKUX COEIUHEHHH,
B KOTOpBIX HposBusiorca Bzaumopeiicteus P°F-C-F u 1. n., uro mpusomut
K BECbMa CJIOXKHBIM CIIEKTPAM.

Ecinu Mollekyna OpraHM4ecKoro COEAMHEHHs CONEPXKHT Hapsay C aroma-
MM BOJOpOZA M yruepona atoMbl (ropa mmu pocdopa, B cunekrpax IMP H
1 BC >Tux coenuHeHuii NpoABISAETCA CHMH-CIIMHOBOE B3aMMOJCHCTBUE MEXKIY
aapamu H ((!P), BC (3P) u H (*°F), ¥C (*°F) coorserctenno. Ipu ox-
HOBPEMEHHOM COJEP)KAHUHM B MOJIEKYJIE OPraHMYECKOrO0 COEIUMHEHHUs (ropa
1 docdopa MOIBUTCA CHHH-CIMHOBOE B3aMMOJEHCTBME Mexay sapamu °F
u 3P ¢ nocrarouHo 6onbLION KOHCTAHTOM, YTO MPUBENET K JOMOIHUTEILHOMY
YCIIOKHEHHIO CIIEKTPOB.
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Puc. 79. Cnektpbl AMP H 1 3C tpumeTtundocduna P(CH,);. B obounx cnektpax Habnogaetca
CNUH-CNHOBOE B3ammopenctame agep 'H n 3C ¢ agpom 3'P

CymecTBeHHO TO, 4To B crektpax AMP 3C rereposaepnoro asoiinoro pe-
30HAaHCA 3TO B3AMMOJICHCTBHE TOXE IMPOSBISIETCS, TaK KaK MPH HCIOIb30Ba-
HUM UIMPOKOIMOIOCHOW MPOTOHHOM Pa3BsA3KU CIIMH-CIIMHOBOE B3aMMOJECHCTBUE
1BC-2P u ¥C-'°F coxpansierca. Ha puc. 79 u 80 mpuseeHbl IpuMephl ClEK-
TpoB dochopcoepx anux MOJIEKy.

Kak y»e ToBOpHIOCH, MOJNEKYJIbl OPTaHUYECKUX COCAWHEHUH MOTYT BKITIO-
yath Oojee OJHOTO atoMa F, 4TO OYeHb CHIBHO YCIOXKHSIET CHEKTPATbHYIO
kaptury. OJHaKO Jake eIUHCTBEHHBIH aToM F fmemaer crekTp 3aMeTHO CITOXK-
Hee. Xapakrepubiit npumep — Br—-CH,—~CH,—F (puc. 81).

MbI BHIUM, YTO BMECTO MPUBBIYHBIX AT A,X,-CHCTEMbI BYX TPHILICTOB
MOSIBUJIMCH YEThIpEe: ClieBa paclojioKeHa rpyimna curuaios gpparmenta —CH,F:
TPUIUIETHOCTh O0YCIOBIIEHA CMHUH-CIUHOBBIM B3aHMOJICHCTBHEM C cOCeaHei
—CH,Br-rpynmnoii. Hanuure nsyx TpumieToB B crniekTpe rpyimmnsl —CH,F 00bsic-
HSAETCS CIIMH-CITMHOBLIM B3aumoseiicteuem ‘H—-C—'°F, B pesynbrare nomyuaercs
ny6rer TpurieToB. Bee ckazaHHOE BbIIIE CIIpaBelIMBO W as rpymmnsl —CH,Br,
CHUTHAl KOTOPO#l MpOSBISAETCSA TaKKe B BHUAE AyOieTa TPUIIETOB. MPOCTO
seanunHa KCCB 'H-C—-C—'°F meHble U TPUILIETHI PaclojokKeHbl OIUKe IPYT
K JPYTYy.

B cnektpe SAMP '3C storo coemmnenus (puc. 82) Takke nposBaseTcs
cruH-criuHoBoe B3aumozeiicteue P*C—°F: crnekTpanbHble JTUHUM, COOTBETCTBYIO-
me atomam C, yJIBOCHBI.

IIpu peructpanuu crektpoB SIMP Ha coBpeMeHHBIX NpUOOpPaxX MpPUMEHS-
10TCs neiitepupoBanHbie pactBoputenu (d-pactBopurenn). I103TOMY BasKHBIMH
CTIUH-CIIMHOBBIMHU B3aMMOJICHCTBUSIMH, C KOTOPBIMH MBI TIOCTOSIHHO BCTpEYaeM-
ca mpu anamusze cnektpos AMP 'H u 3C, asnarorcs B3aumoneiicteus H-’H
u BC-2H.

e Tlpu perucrpanmnu criektpos SIMP H (game BCero perucTpupyembIx CIeK-
tpoB SIMP) curnansr d-pacTBopuTeneil Ha (OHE CUTHAIOB OCHOBHOTO Be-
IIECTBA MPOSIBISIOTCS CJ1ab0 M PEKO MEIIAIOT WHTEPIPETAIIMH CIIEKTPOB.
Kpome Toro, mo ciabbiM CHTHAIAM OCTATOYHBIX TIPOTOHOB (-pacTBOpHUTENEH
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Puc. 80. Cnektpbl AMP 'H n 3C pennndocdumna C¢HsPH,. ObpatnTe BHMaHME Ha BEIMUNHY
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Puc. 81. Cnektp AMP 'H 1-6pom-2-¢pTopaTaHa



120 A. BgodHas uyacme

—81.09

—83.38

29.36
29.05

=

i

)

85 80 75 70 65 60 55 50 45 40 35 30

Puc. 82. Cnektp AMP 3C 1-6pom-2-pTop3TaHa

MOJKHO C BBICOKOH CTCIICHBIO TOYHOCTH KaJHOpPOBATh INKATY XMMHUYECKUX
CIBUIOB, T. €. HET HeoOXoauMocTH B mobOasiienun TMC;

 Slapa ?H B d-pacTBOpUTENSX HUCIOJB3YIOTCS TIPH HACTPOMKE (yphe-CIeKT-
poMeTpoB (MX pe30HAHCHAs YacTOTa BBICTYNAET B KAa4eCTBE OHMOPHOM»,
d-lock), uto nenaer mpEUMEHEHUE TaKHX PACTBOPHTENEH HEOOXOIMMBIM.

Snapo 2H uMeeT cnuHOBOe 4HMcIO 1, T. €. cMOCOOHO NPUHMMAThL OJHY
M3 TpeX BO3MOXKHBIX OPHEHTAIMi, U B MOCTOSHHOM MarHHTHOM IOJe IS
HEro BO3MOXXHO TPHU IHEPreTHYECKU Pa3IMYHBIX COCTOSHUS C PaBHOMW 3acelieH-
HocThiO (puc. 83).

Ha npakTvke 3TO NPUBOAUT K TOMY, 4To B crekrpax SIMP 'H, sapeructpupo-
BaHHBIX B JICHTEPHPOBAaHHBIX PACTBOPHUTEINAX, KOTOPBIE COAEPKAT O0jiee OJHOTO
JEUTPOHA, TPOSIBISIOTCS XapaKTepPHbIE CUTHANBI IPOTOHHBIX NpUMeced — TPpyI
tuna CHD wiu CHD,. Hwke npuBeneH xapakTepHBIH MpUMEpP — YacTh CIEK-
tpa SIMP H, 3aperucrpuposannoro 8 CD,Cl,. DToT pacTBOpuTENs COIEPKUT
HebounbIinoe koaunuecTBo Mojiekyn CHDCI,, nposBisiomuxcs B ClIEKTpe B BHIE
COBOKYITHOCTH TpeX JIMHHM C OJMHAKOBOW WHTEHCHBHOCTHIO M HEOOJBIIOW Be-
nnuunoit KCCB. Ipu peructpauuu cnektpos SIMP H, nanpumep, B JIMCO-d,
HAOJIIOAAETCS CUIHAII OCTATOYHBIX IpoToHOB (rpymmsl CHD,), nmerommii 5 nmunuii
C OTHOCHTENIbHBIMH HMHTeHCHBHOCTsMH 1:2:3:2:1, kak moka3aHo Ha puc. 84.

m; = +1
AE

m =0

m, ——1

By =0 By, >0

Puc. 83. DHepreTnuyeckne coctoAaHusa Aapa 2H
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Puc. 84. Cnektpbl AMP 'H CHDCl, n CD;SOCHD,

Takoe pacmpeencHHe MOXHO OOBSICHHUTH, PAacCMOTPEB BCE BO3MOXK-
Hble BapuaHThl map D,, namomux OoIMHAKOBBINA MONHBIA CIIMH COBOKYIHOCTH
neirponos m, (taba. 7):

VuuThIBasE OTHOCUTENBHO BBICOKYIO ctoumocts CD,Cl, u apyrux nonumeii-
TEPUPOBAHHBIX PACTBOPHUTEICH, OCHOBHYIO MAacCy CIEKTPOB PErUCTPUPYIOT
B CDCI; (ecnu mccnmenyemoe coeinHeHHEe B HeM pacTBOpuMO). OUeBHIHO,
B 3TOM ciyyae o B3aumoneictsuu H-D peun He uzer.

IIpu peructpauuu crnekrpos SIMP *C cnue-cimHOBOE B3amMoaelcTBHE
¢ aapamu °H Mbl HaGIrO@eM MPAKTUYECKH BCETJA, TaK KaK JIHANa30H K-
POKOIIOJIOCHOM MPOTOHHOM pPa3sB3KU He TEpeKphIBaeT 00J1acTh CUrHanoB 2H.
Curnansl atomoB 3C, cBssanubIx ¢ atomamu 2H, uMeror cioxayn (Gopmy —
ABISAIOTCS MyJNbTUIUIETaMU. Ilpu 3TOM NPUXOAMUTCS YUYUTHIBATH U KOJIUYECTBO
anep 2H, B3aumoreiictByromux ¢ sapamu C. DTy MyJIBTHILIETHOCTS HaIIsIHEE
BCETO MOXHO MPOWJUTIOCTPUPOBATh HAa KOHKPETHBIX IMPHUMEpPAx CIEKTPOB Hau-
Oonee pacmpocTpaHEHHBIX JeWTepopacTBopurtenei (puc. 85).

Ta6bnuua 7. Yncno BO3MOXKHbBIX KOMOMHAUWIA CMIMHOBBLIX YMcen ans cuctembl D,, cooTBeT-
CTBYIOLMX OAMHAKOBbBIM 3HAYEHNAM MOMHOro CrMHa

Monublid cniuH M, CnuHoBbIE YHC/Ia JeHTPOHOB
-2 -1, -1
-1 -1,0; 0, -1
-1, +#1; 0,0; +1,-1
0, +1; +1,0
+1, +1
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Puc. 85. Cnektpbl AMP 3C CDCl;, CD,Cl, n AMCO-d,

Curnan aroma *C, npunaanexanmii CDCly, mpencrasnser co60ii COBOKYIHOCT
W3 TpeX CHTHAJIOB PAaBHON MHTEHCHUBHOCTH, OOYCIIOBIEHHYIO CIHUH-CITMHOBBIM
B3aumoseiicteuem °C—?H. B camoMm jene, siapa aeiiTepus XapaKTepU3ylOTCs
TpeMsl BO3SMOXXHBIMH YPOBHSIMHU C OJMHAKOBOW 3aceneHHocThto: —1, 0 m +1. Otum
CUTrHa/aM COOTBETCTBYIOT TPU CHTHasa atoMa yriepoza B criektpe SIMP °C pas-
HO# mHTeHcuBHOCTH. B cnydae CD,Cl, ciektp umeer unyto kaptuny (5 nuuumii),
aHanoruuHyoo Habmomaemoil B cnektpe SIMP H JIMCO-dg;. Bonee cioxmblii
cnyuait — cnektp SIMP *C IMCO-dg, B koTopoM HaGmiofaercs ceMb JHHHUIM
C OTHOCHUTEIBbHBIMU WHTeHCHBHOCTAMH 1:3:6:7:6:3:1. Takoe pacmpeneieHue
MOXHO OOBSCHHTB, PACCMOTPEB BCE BO3MOXKHBIE BapHaHTHI Tpuaja Ds;, marommx
OIMHAKOBBIN TMOJNHBIN CIUH COBOKYMHOCTH JACHTpOHOB M, (Tabm. 8).

Ta6nv||4a 8. Yncno BO3MOXHbIX KOMOUHALMIA CAVHOBBIX YMCen ANA CUCTEMbI D3, COOTBET-
cTByOW X OANHAKOBbIM 3Ha4Y€HUAM MOJIHOTO CNKHa

Toanbii CnuHoBBIE YHCJIa AeHiTPOHOB Yuciio
CrMH M, coveTaHuil
-3 -1, -1, -1 1
-2 -1,-1,0|-1,0,-1]0, -1, -1 3
-1 -1,0,0|0,-1,0]0,0,-1]-1,-1,1|-11,-1|1,-1, -1 6

0 0,0,0(-1,10(1-,0]0,-1,1|0,1,-1]1,0,-1|-1,0,1 7

1 1,0,0]0,1,0(0,0,11,1,-1]1,-1,1]-1,1,1 6

2 1,1,0(01,0,1]0,1,1 3

3 1,11 1
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Ta6nv||.|a 9. Xumunyeckune casuru u MyNbTUMNETHOCTb CUTHANOB HEKOTOPbIX d-paCTBOpI/ITeJ'IeI?I

PacTBopuTenn SIMP 'H SAMP BC
Cnsur MyabTn- CnaBur MyabTn-
IJIeTHOCTD NJIeTHOCTH

Bona-d, 4.82 1
Merunenxmnopua-d, 5.32 3 53.8 5
Xsopodopm-d 7.27 1 77.0 3
benzon-dg 7.16 1 127.7 3
137.5 1
Tomyosn-dg 7.09-6.97 I'pymmna 128.9 3
CHUTHAJIOB 128.0 3
125.2 3
20.4 7
Aueron-dg 2.05 5 206.2 1
29.8 7
JAMCO-dg 2.50 5 39.6 7
AneronuTpui-ts 1.94 1 118.1 1
1.25 7

B Tabn. 9 mpuBeneHbl XMMHYECKHUE CABHUTH U MYJIBTHILIETHOCTh CHUTHAJIOB
HauOoJiee pacnpOCTPAHEHHBIX IEHTEPUPOBAHHBIX PACTBOPHUTENCH.

A5.10. [Juunamuyeckue 3¢pghekmoi e cnekmpax AMP

JluHaMHuuYecKHe MPOLIECChl — 3TO BHYTPU- MU MEXKMOJIEKYISpHBIE MpeBpale-
HUSI, CONPOBOXKJAIONINECS U3MEHEHUEM XUMHUYECKOTO OKPYXKEHHS CTPYKTYPHBIX
¢parMeHTOB MOJEKysl. O4EeBHIHO, YTO XMMHUYECKHE PEAKIIMH TAKKe SBISIOTCA
JMHaMHYeCKUMH Tponeccamu. He ciexyer 3a0bIBaTh, YTO XUMHUS M3ydaeT U /-
HaMUYECKUE MPOLECCH], HE SBISIONINECS XUMUYECKUMU PEAKLUsAMU, — B3aUMO-
MpeBpaIIeHus] KOHPOPMEPOB, BHIPOKICHHYIO M30MEPU3ALHUI0 U AP.

3a M3MEHEHHEM OKpYXCHHS CTPYKTYPHBIX ()parMeHTOB MOXHO HAOIIOIATh,
B YAaCTHOCTH, C UCHOJb30BaHUEM crnekTpockonuu SIMP. Ognako mpu 3ToM He-
00XOAMMO YYHTHIBaTh, YTO creKkTpockonus SIMP mo3Boiser m3ydarb OTHOCH-
TEIbHO MEAJIEHHBbIE IMPOLECCHI, JUISIIUEcs OT A0JEeH CEKyHIbl 10 CEKYHI.

Kpyr BHYTpUMOIEKYISPHBIX IPOLECCOB, U3y4YaeMbIX METOIOM IUHAMHYECKO-
ro JAMP, — 3T0 CTpyKTypHbIE U3MEHEHHUS, BbI3bIBAEMbIEC TEILIOBOM SHEpruei:

* KOH(OPMAaIMOHHBIC TPEBPALICHHS;
* WHBepcHA KOHOUTYpaIuH,
* BaJeHTHas u3oMepusanus (BHYTPUMOJICKYISPHbBIC MEePEerpynmUPOBKH).

Kpome Toro, MOTYT HCCIEOBATHCS U HEKOTOPHIE MEXMOJICKYIISIPHBIE MPOIIEC-
cel. Hmwke kpaTko paccMoTpeHBl Hambosee MpoCThie TUHAMUYECKHE MPOLECChHI
C TOYKH 3PEHUS HCIOJb30BaHUs crnekrpockomuu AMP mist ux oOHapykeHuUs
U U3y4YCHUS.
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A5.10.1. O6MeH MPOTOHOB MEKITY MOJIOKEHUSIMH
€ Pa3ITMYHBIMH PE30HAHCHBIMH YaCTOTAMHU

PaccmoTtpuMm aBa coennHeHus — nmuHakonuH (3,3-A1MMETHIOYTAaHOH-2) W MH-
BasowaaMus (aMua AUMETHINPONAHOBON KHCIOTHI). Ha mepBwlil B3risim, pas-
HUIIAa MEXJy 3THMH MOJIEKYJIaMH HEBEJHMKAa. B MIEPBOM CiIy4ae psIoM C Kap-
OoHWIbHOW rpynmnoi pacnoioxkeHa CH;-rpymnma, Bo Bropom — NH,-rpynmna.
Onnako crektpsl SIMP H 5Tux coenvHeHWH NMPUHIMIHAIBHO Pa3IHYAKOTCS
(puc. 86 u 87): ecnu cUrHam METHIBHOM IPYMIBI MPEACTABISIET CO00# OCTpBIi
CHHIJIET, TO MPOTOHBI aMHHOTPYIIBI JAIOT JIBa CHTHAJa, IPUYEM OHH BeChbMa
CHJIBHO YIIUPEHHI.

e
CH3

J
3.00 8.97
(M}
T T T T T T T T T T T T T T T T T O T T T T T T
7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 0.5 0.0

Puc. 86. Cnektp AMP 'H nuHakonuHa

JrtoT 3ddekT uMmeer cienyuiee oObiIcHeHHEe. B nmuHakonnHe HabIOMaeT-
csi cBobomHOoe Bpamenue otHocutenbHO cBsizu C(O)-CH;, u Bce Tpu mpo-
TOHA METHJIBHOHM TPYMIbl UMEIOT OJUHAKOBOEC XHMHYECKOE OKpYKCHHE,
a B muBajownamune BpauieHue oTHocutenbHo cBsizu C(O)-NH, 3aTpynneno.
3aTpyJHEHHOCTh BpalIeHUs] 00yCIOBICHAa YaCTUYHBIM «JBOIHBIM» XapaKTEePOM
ces3 C—N, 4TO MOXKHO MPOUILTIOCTPUPOBATH BKIAIOM IJIOCKOH KaHOHHYECKOM
CTPYKTYpPBI ¢ JBOHHO# cBsi3bto C=N B pe30HAHCHBIH THOPHI:

(€]
Q /HA Q /HB 0) ), (e] ®/H
N = M N e N
HB HA H H
ceoGopHoe 3aTpyAHeHHoe BpallieHne nnockui

BpaLleHve
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Puc. 87. Cnektp AMP 'H nueanounamuga

B mockoii koH(bopMaIuyu MOJIEKYJIbI MUBAOWIAMHUIA, COOTBETCTBYIOIICH MU-
HUMYMY 3HEpTuu, IpoToHsl NH,-rpynmbl HAXOAATCS B pa3lTUYHOM XUMHYECKOM
OKPYXCHUHU U MO3TOMY HMCIOT pa3HbIE PE30HAHCHBIE YACTOTHI Vp U Vg. BHy-
TpeHHee Bpainenue oTHocuTensHO cBsizd C(O)—N mpuBOAMT K BHYTPUMOJICKY-
JIApHOMY OOMEHY TOJIOKEHUAMH MPOTOHOB. OJHAKO 3TOT 0OMEH MpU KOMHAT-
HOW TeMIepaType MPOTEKaeT MEMICHHO (C HH3KOH 4acTOTOM), B pe3yjbTare
BpeMs IpeOBIBaHUS IPOTOHOB B YuC- WIH MPAHC-TIONOXKEHUSIX 110 OTHOIICHUIO
K KapOOHUJIBHOM TpyHIe HOCTATOYHO BEJIHMKO, YTO M MPHUBOAUT K MOSBICHUIO
JIBYX Pa3NUYHBIX CUTHAJOB.

AmnanoruyHas kapThHa HaOmromaetcss u B crnektpax AMP N,N-gumerun-
(opmamuia: npu KOMHaTHOI Temneparype B crnekrpax SIMP *H u BC (puc. 88)
CUTHAJIBI JBYX METHJIBHBIX TPYII Pa3IUYHBL.

CioBa «IIpH KOMHATHOW TeMIIeparype» B MPEABIAYIIEM MPEIIOKEHUN HE
CIy4YalHBI! IPU TOBBIILICHUHM TEMIIEpaTyphbl ABa CHTHajla B 00OMX CIEKTpax
SIMP 6ynyt ymmmpsatbes u Boimie 120 °C cnuBaroTCs B OAWH CHTHAMN, T. €. Ha-
OnmrofaeTcs TeMilepaTypHasi 3aBUCUMOCTb (opMmbl JuHuid B crektpe SMP,
CBUJETENLCTBYIONIAs O MPOTEKaHWH BHYTPHUMOJIEKYJISIPHOTO OOMEHHOTO IIpO-
recca (CXeMaTHYHO Takas 3aBUCHMOCTb M300pakeHa Ha puc. 89).

OO0mias nmpuYMHA ONMUCAHHBIX BBIMIEC 3PPEKTOB COCTOUT B TOM, YTO pa3HHUIIA
SHEPTHi MEXAY MarHUTHBIMHU MOJIOKCHHSIMH C Pa3IMYHBIMH PE30HAHCHBIMU
JacToTaMH HeBelnka. UToObl ee 3apUKCHPOBaTh, BpEMs KHU3HU SApa B KaXKIOM
noJokeHun 7 (BBIpaXKaeTCss B CEKyH/aX) JOHKHO OBITh JOCTATOYHO OONBIIKM.
B cooTBeTcTBHM C NMPUHIIUIIOM HEOIPENEICHHOCTH HWXHHUM mpenen s 7 3a-
JaeTCsl BBIPAKCHUEM:

oV = 1/2

rne ov = AE/h — pasHocth pe3onaHcHBIX 4acTOT (V4 — Vg) IS ABYX IIO-
JIO’KEHUH.
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Puc. 89. 3aBncumocTb GOpMbl IMHMI OT TemnepaTypbl AJiA NPOCTENLWeEro ciyyasa BHYTPUMO-
nekynapHoro obmeHa

B crnyuae, mampumep, aumetmindopMaMuia ypaBHEHHE HapymIaeTcs, KOTIa
4acTOTa BHYTPEHHErO BPAILlEHUS MOBBIIIAETCS C TEMIEPATypoOd, YTO BBI3BIBAET
YMEHbIICHUE BPEMEHU KU3HU MPOTOHOB METHUIIBHBIX TPYNI B IMOJOXKEHUIX
C pa3IMYHBIMH PE30HAHCHBIMH YaCTOTaAMHU.

B »tom orHOmeHun cnexkrpomerp SIMP MoxHO cpaBHHTH ¢ ¢oToamnma-
paToM, 3apsDKeHHBIM TUICHKOW HHU3KOW YYBCTBHUTENBHOCTH. YTOOBI IOINY-
YUTh KaYCCTBEHHBI CHUMOK, HEOOXOIMMO CHUMATh C OONBIION BBIAEPIKKOH.
Ho nns 3Toro 00BEKT CheMKH JOKEH OCTaBaThCS HAa MECTE, T. €. OKpYKEHHUE
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MarHMTHOTO Spa JOJDKHO OcCTaBaThcs Hem3MeHHbIM! Eciu ke siapo «IBHXKeT-
csi» (MMeeTcs MUHaMUKa), «dororpadus» CTAHOBHTCS CMa3aHHOW (yHIMpeHHe
U CIHSHHUE JTUHUH B CIIEKTPE).

Jnnamuueckue npoueccsl B cnekrpockonun SIMP onuceiBarorcs cnenu-
QIBHBIMHA YPaBHEHHSMH, BBIPAKAIOMIMMHU 3aBUCUMOCTH (DOPMBI CHEKTPaJIbHBIX
JIMHUM OT TemnepaTypsl. s mpoctoro mpoiuecca

ka
ke

€CJIM MOJIbHBIE IOJU KOMIIOHEHTOB A u B paBHbI, 6v — pasHocts yacToT (I'm)
B nonoxkeHussx A u B — cocrasister 30 ', a A — mmpuna curnana (I'n) Ha
MOJIOBHMHE BBICOTHI MHKA B OTCYTCTBUE OOMeHa — paBHa 1 ['I, pacueT mpuBOIUT
K M300pakeHHOW Ha puc. 89 3aBHCHMOCTH.

[lpu GonpIIMX 3HAYEHHSAX T HAONIOMAIOTCS OTACIbHBIC CUTHAJBI MPU Vp
U vg. OTa 00JIaCTh Ha3bIBaeTCs 00J1aCTHI0 MelJeHHOro ooMeHa. B Touke
KOaJIeCIIeHIINMH J[Ba CHTHAJIa CIIMBAIOTCS B MIUPOKYIO JIMHHUIO, @ B 00JIACTH ObI-
CTpOro o0MeHa CIIEKTp MPEBpaIlaeTCs B CHHIVIET Ha dacToTe (Vp + v p)/2.

W3 ananuza GopMbl JUHUH TUHAMHYECKUX CHEKTpoB SIMP MoxHO momy-
YaTh KHHETUYCCKHE M TEPMOIUHAMUYCCKUE MapaMeTPhl OOMEHHBIX IPOIECCOB
(BeMYMHBI KOHCTAHT CKOPOCTH PEAKIMM, DHTAIBIUH M SHTPOIHMH AKTHBAIMH
U COOCTBEHHO PEAaKIINH).

A B

A5.10.2. MexkMosIeKyasIpHbIT 00MeH

Eme oanH BaKHBIM TUN M3MEHEHUM CIIEKTpa B 3aBUCUMOCTHU OT TE€MIIEPATyphl
MOYKHO MPOMJUIIOCTPUPOBATh Ha npumepe crekrpa IMP 'H meranona (puc. 90).
[Tpu —65 °C HabmomaeTcs MyJIBTUIUICTHOE pacIICIICHHE, XapaKTepHOE IS CITHHO-
Boii cucTeMbl AX5. IIpH MOBBIICHUH TeMITepaTyphl 00YCIIOBJICHHAS CITUH-CITMHOBBIM
B3aMMOJICHICTBHEM TOHKAasi CTPYKTypa CHUTHAJOB CTAHOBUTCS MEHEE OTUYCTIMBOM
u npu +10 °C wmcuesaer BcneacTBue ymupenus curHanos. [Ipu +37 °C BHOBB
HaONMIONAIOTCS Y3KHE CUTHANBI, HO YK€ 0e3 CIHMH-CIIMHOBOTO PACIIEIUICHHS.

DTa 3aBUCHMOCTHh O0YCJIOBJICHA HE BHYTPUMOJCKYISPHBIM OOMEHOM, Kak
B aMH[aX, a MEHCMONEKYIAPHbIMY OOMEHHBIMH MPOIECCAaMU: TIPU HU3KUX TeMIIe-
parypax Bpems cymiecTBoBaHus cBsi3su O—H nocrarouHo Benuko, U HabIromaeTcs
HOpMalbHOE CNUH-CTIUHOBOe B3ammoaeiicteue H-O-C-H. Ilpu moBwimeHun
TEMIIepaTypbl MEXMOJICKYJISIPHBIA POTOHHBIH 00MeH yckopsiercs, a npu +37 °C
CTAHOBUTCSI HACTOJBKO OBICTPBHIM, UTO HAOIIONAIOTCA J1Ba OCTPBIX NMUKAa — CHH-
reTa.

OOMeHHBIE BHYTPU- U MEXMOJEKYISIPHBIE MPOIECCH UMEIOT OONbLIOE 3HA-
YeHHE B CICIYIOMMX CIydasx:

* IIPH UCCIIEJOBAaHUH CIIOKHBIX OOBEKTOB, B 4aCTHOCTH OMOMOIIEKYT U Op-
TaHUYECKUX MOJIUMEPOB;

* IIpU U3YYCHUU IEPErpynnupoBOK OPraHUYECKUX COCIAUHEHH, B TOM YHUCIE
BBIPOJKJIEHHBIX, UCCIIEIOBAaHUE KOTOPBIX C MCIIOJIB30BAHMEM JIPYIHX CIIEK-
TpaJbHBIX METOJOB 3aTPyIHEHO;

* IIpY YCTAaHOBJICHMM MEXAHU3MOB IPOTEKAHMS PEaKLMil, a TAKKe B APYyTUX
00acTsAX OpraHUYecKoi M OMOOpPraHWYEeCKOH XMMHH.
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-65 °C +10 °C

-10 °C ” +37 °C

Puc. 90. 3aBucumoctb hopmbl mHni cnektpos AMP 'H meTtaHona ot Temnepatypbi

A5.11.  3KkcnepumenmaneHoie acnekmeol cnekmpockonuu AMP

daxTruecKku 00BEKTOM HCCIEOBAHHUS OPTaHUYECKOTO COEAMHEHHS METOJ0M
crekTpockonuu SIMP sBnsieTca ammysaa ¢ o0pa3uoM — pacTBOPOM BEIIECTBa
B JIeTEpUPOBAaHHOM pPacTBOPHTENE. AMITYJIBI MPEACTABIAIOT 000 TOHKOCTEH-
HBbIe TPYOKH M3 TYTOILIaBKOTO CTEKJa C 0YeHb TOYHO BBHIISPKaHHBIMU IO BCEH
IMHe nuametTpoM (0OBIMHO 5 MM) M TOJIIHHON CTEHOK.

ITpurortoBnenue obpasua st perucrtpanuu crnekrpos SIMP, kak npasuino,
ABIIETCS HECJIOXKHOU mpoueaypoil. CymecTByeT psii IOCTATOYHO OYEBHUHBIX
00s13aTeNTbHBIX TPaBUIT:

* ammyna JoPKHA OBITh YMcTOl. He nmomyckaercs Hanmune Kak XMMHYECKHX,
TaK U MEXaHUYECKUX IMPHUMECcEH Kak Ha BHYTPEHHHX, TaK U Ha HAPY/KHBIX
CTEHKaxX aMITyJIbl;

* B 3aBHCHMOCTH OT TOTO, KAKME 3aJa4M CTaBATCS IPH PErMCTPALMU CIIEK-
Tpa, IPU IPHUTOTOBIECHUH 0Opa3lia OLEHUBACTCS HEOOXOAMMAas KOHIEH-
Tpamusi UCCIEAYEeMOTO COoeauHeHus. Tak, IS PEerucTpamuH CIEeKTPOB
SIMP 'H BemecTtBa ¢ HeGONBIIONH MOJIEKYIApHON Maccoii (mo 500) Bromne
nocrarouno 10 mr BemiectBa (00uuii o6beM oOpasua — 650-750 mk).
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Bonbie HaBECKU MPHUBOIAT K YBEIUYCHUIO BSI3KOCTH PacTBOpA, YTO BbI-
3pIBaCT yYMEHbIeHHe T U, CIe0BaTeIbHO, YIIUPEHHUE CIEKTPAJIbHBIX JHU-
uuii. IIpu peructpauun crnexrpos AMP 3C BsaskocTs pacTBOpa He CTONb
KpPUTHYHA, U peKoMeHayeTcs Oparh Oonbiine HaBecku (50-100 wmr);

JEeUTepUpPOBAHHBIM pacTBOPHUTENb BHIOMPACTCA C YYETOM CIEHYIOLIUX
KpUTEPUEB!

¢ pacTBOPHMOCTH B HEM HCCIEIyeMOTO COCTUHCHUS,

¢ ’KkemaTeNbHO, YTOOBI CHUT'HANBI OCTATOYHBIX IPOTOHOB IAeHTEPHUPOBAaH-
HOTO PACTBOPHUTEINS HE MEPEKPBHIBAIMCH C CHUI'HAJIAMH HCCIEIyEeMOTO
COENUHEHHS;

0 croumocTu pactBopureis (Hampumep, TeTparuapodypan-dg — pacTBo-
pUTEIh C MPEKPACHON PaCTBOPSIONICH CHOCOOHOCTHIO, OJHAKO OH HA
nBa mnopsaka gopoke CDCl;, 1 B OONBUIMHCTBE CIIyYaeB UCIONB3YIOT
MOCIIEAHU);

(¢ BO3MOXXHOCTH COIOCTaBJIEHHUS CIIEKTPa HCCIACAYEMOTO COCIUHEHHUS CO
CIEKTPaMH M3 3JIEKTPOHHBIX OnOnmuorek (Tak, B 6ubnuoreke ALDRICH
ocHOBHBIM pacTBoputeinem sBisiercs CDCl;, Takke uCmonb3yoTes
JIMCO-dg u Tsxenas Boaa);

nepes TeM Kak TOTOBUTh 0Opaszell, MCCIEAYIOT pacTBOPUMOCTb PaBHOM
o Macce HpoObl BemecTBa B OOBIYHOM pacTBopuTene. Ecnu mpoba
pacTBOpPSAETCS LEIMKOM, PACTBOPUTENb NPU3HAKT TOAHBIM. B mpoTus-
HOM CJlydae HeoOXOAMMO JHOO0 MEHATH PacTBOPUTENb, JMO0 YMEHBIIAThH
HaBecKy BemniecTBa. cnekTp SAMP nos:keH ObITh penpe3eHTaTHB-
HbIM, 2 He NPEeACTABJISATH C000MH CNEKTP IKCTPAKTA Pa3HOOOPa3HBbIX
npumeceii!

MIPU TIPUTOTOBIICHUHU 00pa3iia HEOOXOAMMO CJIEIUTh 32 TeM, YTOOBI B aMITy-
ay OBUI IOMEIEH MCTHHHBIA PAacTBOP HCCIEIYEMOro BElecTBa (BO MHO-
X CIy4YasX I/ MOJYYCHHUS CIEKTPOB BBICOKOTO Pa3pelICHUs HCIIOJb-
3yeTCsl TIHIATENIbHOE (PHIBTPOBAHHE WM LEHTPH(YTHpOBaHHE 0OPas3IOB).
OuYeBUIHBIM CJICACTBHEM SIBJIICTCS CIACAYIOIIEE MPABHIIO. HCCJAeayeMoe
BeIIECTBO B aMITyJie He PacTBOPSIOT;

JUISL OTIpEe/IeTICHUs] XMMHUYSCKUX CIBUTOB B 00paselr] HeoOXOAMMO J00aBIsATh
cranaapt. Kak u B ciydae ¢ d-pacTBOpWUTENSIMH, CUTHAN CTaHAapTa He
JIOJDKEH TEePEeKPBIBATHCS ¢ CUTHAJAMU UCCIeAyeMoro BemiectBa. Tpaguiim-
OHHO CTaHIAPTOM SIBISIETCS TETpaMETHJICHIAH, curaan koroporo (0 m.n.)
HE MEePeKPBIBACTCS C CUIHAJaMU OOJIBIIMHCTBA OPraHMYECKUX COEAMHEHUMN
(KpoMe HEKOTOPBIX DIEMEHTOOPTAHUYECKUX M TMPOU3BOIHBIX UKIOTPOIA-
Ha). OMHAKO B KA4eCTBE CTAHAAPTOB MOXKHO HCIIONB30BATH M IPYTHE BEIlle-
CTBa, CUTHAIIBI KOTOPHIX B criekTpe SIMP sBisitoTcst cuHIieTamu, Harpumep
CH,CI, (5.30 m.1.) u muokcan (3.69 m.1.). B D,O u meranone-d, B kage-
cTBe cranmapra ynobuo npumensth (CH;);SiCD,CD,COONa, s koToporo
xumuueckuii casur 6 = 0.00;

d-pacTBOpUTENIN HE IOJKHBI CONEPIKATh BOIBI; MPUCYTCTBUE 3HAYUTEIBHBIX
xonmuuectB Bogsl B JIMCO-dg, MeTaHONe-0, U aHAIOTUYHBIX PACTBOPUTENSIX
NPUBOIUT K ToMy, uTo curHaisl rpymnn —OH, -NH,, -COOH ymmpsiorcs,
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U3MEHSETCS UX XUMUYECKUU CABUI', HAKOHCL, OHU MOTYT HNPOABIIATHCA
B BUAC HNIMPOKOIO CUTHAJIa BMECTC C NPOTOHAMH BOIBI.

Br16op pacTBOpuTENs W cTaHIapTa ONpeAeseTcs He TOJBKO HeoOXOoaumo-
CTBIO OTCYTCTBUS HAJIOXKEHHsSI UX CUTHAJIOB HA CUTHAJBI UCCIEAYEMOrO COEIU-
HeHus. HyXHO y4uTBIBaTh, YTO PAaCTBOPUTEIb MOXKET B3aUMOJAEUCTBOBATH KAK
C BELIECTBOM, TaK U CO CTAHAAPTOM. JIOCTATOYHO XapaKTEpHbIE NMPUMEPHI:

e mpu peructpauuu crextpos SIMP H crepounos Bmecto CDCl; wacto
HCTONB3YIOT OeH301-0g, Tak Kak CHTHAaIbl B HEM JydYIllle pa3pelieHbI
(ocobenno B anupatuueckoil 0061acTu);

* MpPHU PETHCTPAIMH CIEKTPOB B OeH3one-Ug B KayecTBe CTaHAApTa MCIOIb-
3oBate CHCI; Henb3st — xmopodopM o0OpasyeTr ¢ GEH30JI0M acCOLUATHI,
B kotophix nmporon CHCI; cnenuduueckn skpanuposan (pasHula XHMH-
YEeCKMX CIBUIOB B Oc¢H30J¢ W mukiaorekcane cocrasiser 0.84 m.nm.);

* ISl PETUCTPAIUH CIIEKTPOB CIMPTOB M aMHUHOB yAOOHO HCITONIB30BATh TIIA-
TenbHO BeICyIIeHHbIH IMCO-dg, Tak KaK B HEM 3aMEIJISIOTCS IIPOLECCHI
oOMeHa IPOTOHAMH, YTO HMPHUBOAUT K CYKCHHUIO CICKTPAIbHBIX JHHHM.

B 3axmroueHme HEOOXOAUMO OTMETHUTH, YTO B PAa3IMYHBIX PACTBOPHUTEISIX
XUMHUYECKHE CIIBUTH CUTHAJIOB JUISL OMHOTO U TOTO € COEAMHEHHUS MOTYT pa3iu-
yarbca. KpoMe Toro, MOryT pa3iu4arsCsi M BEIMYMHBI KOHCTAHT CIIMH-CIIMHOBOTO
B3aMMOJIEHICTBUS.

A5.12,  [pumepeol ucnonvsoeanusa cnekmpockonuu AMP e cunmese

[pu uaeHTHUKAIMYE COEIMHEHNH ¢ UCTIONB30BaHUEM criekTpockonun SIMP H
YUUTBIBAIOTCA CIEAYIOIINE MapaMeTpBl:

* XMMHYECKHE CIBHTH CUTHAIOB (CM. TaONHMIy XMMHYECCKHX CIBUTOB,
npuiioxenue B2);

* UHTErpaJibHas MHTEHCHBHOCTh CHUTHAJIOB Ka)XKJOTO THIIA,

* TPOSIBIICHUE CIIMH-CIIMHOBOTO B3aMMOJCHCTBHS, B HICAJIbHOM CIIydae JOITy-
CKalollee MHTEePIPETALUI0 B NPUOIMKCHUH CIIEKTPOB MEPBOIO MOPSIIKA.

Crnextpsl IMP 3C comepxar uMHpOpMAILMIO O YMCIE U THHAX Pa3IMYHBIX
YTIEPOTHBIX aTOMOB B MOJIEKYJIE, IPHUYEM BO MHOTHX CIydasx yAaeTcs HICH-
TUOUIHPOBATH YETBEPTHUHBIC aTOMBI YIiIepoaa. XapaKTepHbIE BEIUYHHBI XU-
MMYECKMX CABUTOB B crektpax SIMP '°C npusenens: B mpunoxenuun B3.

B 3aBepuienue mnocssiieHHoro crekrpockonuu SAMP pazgena mpuBenem
HECKOJIBKO MPUMEPOB HCIIONB30BAHMS HTOTO METOAAa B PYTHHHOW CHHTETH-
yeckoi mpakTukel.

! Ecmu B IMMPUBOJUMOM CIICKTPE HE YKa3aH paCTBOPUTEIDb, HCTIOJb30BaHHBIN JJI IPUTOTOBJIC-

Hus o6pasua, noapasymenaercsas CDCly. Keratu, npu ananuse cnexrpa SIMP °C semecTsa
HE Clle[yeT YYWThIBaTh TPU OJHM3KO PACIIONOKEHHBIX CHIHANA, LEHTPaIbHBIA U3 KOTOPBIX
UMeeT XUM. cIBHT 77 M.Ja. D10 curHan pactBopurenss CDCls.
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Puc. 91. Cnektp AMP 'H npombITon BOAOW peakLUMOHHON CMeCK CMHTe3a MeTUNOBOro
sdupa 2,6-gumetmndeHona

MMpumep 1. Peaknuto Mexnay 2,6-muMeTuI(ESHOIOM U TUMETHICYJIb(AaTOM
IIPOBOIUIIN B yciaoBuAX Mexdasnoro karamusa (30%-iit KOH — CH,CI,, kara-
muzarop — [Bu,yN]Br).

OH Me,SO, N

_—
KOH/H,0/CH,Cl,
[BugN]Br

Yepes 14 4y nepeMemnBaHus IpH KOMHATHOW TEMITEpaType K CMeCH IpHOaBHiIH
paBubie 00bemMbl CH,Cl, 1 BofibI, Opranuueckuii o OTACTHIM, TPOMBLIHA BOJON
U ynapwin B BakyyMe. OCTaTOK MpPEACTaBIIsI cOOOH MaciIo00pa3HyIo KHUIKOCTH
KOPUYHEBOTO IBETA W MUMEN TpUBeNeHnbIi Ha puc. 91 cekrp AMP H. Ml Bu-
UM, 9TO B CIIEKTPE NMPHUCYTCTBYIOT CHUTHAJIBI apoMaTHdeckoil A,B-cuctemsr,
CHHIJVIET, COOTBETCTBYIOIINIA METOKCHUTPYIIE, U CHHIJIET, COOTBETCTBYIOIIHH
IByM METHJIBHBIM TPYIIIaM.

EnuHCTBEHHBIN CUTHAN MpuUMEcH mpu 4 M.J. UMEeT WHTETpaj, HE MPEBHI-
matormuid 2% OT WHTErpaJbHONW MHTEHCHBHOCTH CHUTHAJla METOKCHIPYIIIBI, U CO-
OTBETCTBYET AMMETHICYIb(ary. Takum o0pazoMm, MOTYyUEHHBINH Ipenapar Iaxe
0e3 meperoHkn uMmeeT yuctoTy Oonee 98% m MokeT OBITH MCIIOJIB30BaH Jlajiee
0€3 ITONOTHUTEILHON OYHCTKH.

Ipumep 2. Kunsuenne 6€H30IHOTO pacTBOpAa KPOTOHOBON KHCIIOTHI C M30-
OyTHIIOBBIM CIIHPTOM B O€H30J€ B NMPHUCYTCTBHH NAPA-TOITYOJICYIb(HOKHCIOTHI
COTIPOBOXKJIAJOCH OTAeNeHHeM Boabl. Uepe3 4 4 cMech OXJaAWIIH, TPOMBUIH
pacTBOPOM COIBI, yHapwiu U mepersand. [Ipu sTom ¢ Beixogom 76% momydu-
U OECIBETHYIO KXUAKOCTh ¢ T. kuil. ~60 °C/12 MM pt. ct. Hmke mpuBeneHb
ee crektpel AMP.
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O4eBHIHBIM MPOAYKTOM pPEaKUUH SBISETCS CIOXKHBIA 3dup — emop-OyTui-

KpOTOHAT.
O H@ (o] >—/
OH \_( S 0
OH CGHSvA

B cnekrpe AMP 'H (puc. 92) nabmronarorcs curnansl npu 7.0 u 5.85 m.x.
MynbTHILIETHOCTD MEPBOTO MO3BOJISET C YBEPEHHOCTHIO COOTHECTH €ro C BU-
HUJIBHBIM TIPOTOHOM II0 COCE/ICTBY C METHJIBHOW rpynmnoi. Bropoii npencrasnser
coboii nybner — kommoHeHT cnnHoBO# cuctembl AX. Bennunna KCCB (15.5 T'm)
MO3BOJISIET CHETATh 3aKIIOUCHUE 0 mpanc-KoHdurypaiun gparmenta —-CH=CH-.
Mynerumier npu 4.91 m.a. coorBercrByer —OCH<. Ilpu 1.88 m.n. pacmono-
KEH curHan ammibHoW rpynnbel —CHz. Mynbrumner npu 1.6 m.a. — pesyasrat
HAJIOXKEHHsI CUTHAJIOB JIByX IHACTEPEOTONMHbIX mpoToHoB rpymmsl —CH,— (nuna-
CTEPEOTONHsI BO3HUKAET M3-3a COCE/CTBA C LIEHTPOM XupanbHOCTH). HakoHerl,
ny6ier npu 1.23 m.x. u tpumwier npu 0.92 M., — CUTHAIBI METHJIBHBIX TPYIII
M300yTUIILHOTO 3aMeECTUTEIIS.

B cnekrpe SIMP 3C (puc. 93) nabnrogaercs 8 cMrHajioB, IPUYEM OIUH pac-
NIOJIOXKEH B 00JIaCTH, XapaKTepHOW Ui KapOOKCHUIIBHOM TpYyNIbl HEMpPeAeIbHbIX
kuciaor (166.2 m.xa.), nBa curnana (143.9 u 123.2 M.1.) 110 BeIMYHHE XUMHYE-
CKHX CJIBUTOB M MHTCHCHBHOCTH COOTBETCTBYIOT curramam =CH-.

o
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Puc. 92. Cnektp AMP 'H n306yTunkpoTtoHara
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Puc. 93. Cnektp '*C AMP smop-6yTunkpoToHaTa

OOmmii BUJ CIEKTPOB, OTCYTCTBHE TpuMeced (3a MCKIIOUEHHEM CHTHAIa
Oensona Ha ypoBHe 1%) MO3BOJIIET CHENATh BHEIBOL OO YIOBIETBOPUTEILHOM
YUCTOTE TEPErHAHHOTO IIperapara.

Mpumep 3. Konaencanmio KuEpeHarens mexny 4-ximopOeH3aabIeTHIOM
U MaJIOHOBOM KHUCIOTOW TPOBOAWIN B MUPHUJHNHE.

CHO COOH @ COOH
/©/ + ' /©/\/
A
Cl COOH Cl

UYepe3 1 u HarpeBaHMs Ha KHIAIIEH BOASHON OaHe cMech BBUTIIIM B 5%-10
HCI. Oo6pa3oBaBuuniicss 0cafok OTACIWIM W 3aperHcTpupoBanu crnektp SIMP
H (puc. 94).

Curnan rpynosl —COOH B cmekTpe sBisieTcs mHpokuMm (6osxee 2 M.1.)
U Ha pUCyHKe He mpuBeneH. Cpasy oOpamraer Ha ceOs BHHUMaHHE Halndue
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Puc. 94. Cnektp AMP 'H ocapka, BblAeneHHOro n3 peakuum (npumep 3)
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octporo nuka npu 9.9 m.n. CurHanbel B 3TOi 007acTH COOTBETCTBYIOT allbJe-
TUAHOHN TpyIIe, MO3TOMY MOKHO IPEANONOXHUTh, YTO MOJYUYEHHBIH mpemapar
COJIEPKUT MPHUMECh HENPOPEArupPOBABIIETO albAETUIA. JTO IMOJITBEPKAACTCS
W TpHUCYTCTBUEM mpu 7.78 M.A. nybOnera BOBoe OoiblIell MHTEHCHUBHOCTH —
komnoHeHTl AA'MM’'-cuctembl. OcTalbHON CHEKTP BIIOJHE COOTBETCTBYET
oxunaemMomy: apomarndeckas cucreMa AA'MM’ u AX-pparmentr —CH=CH-.
WHTerpupoBaHne mokasplBaeT, 4TO Ipenapar coaepkut Oonee 15 mon.%
HCXOAHOTO 4-XJI0pOeH3aNbIeTHIa.

Aé6. COCTABJIEHWE OTYETA O NPOAENAHHON PABOTE

Becbma Ba)kHOU U CYIIECTBEHHOW YacThIO MPAKTHKyMa MO OPraHUYECKOW XUMUU
SIBJISICTCS] IOMALUHSAS TOATOTOBKA IO y4eOHUKaM, PYKOBOJCTBAM, CIIPaBOYHOH,
a WHOTZAa W OpUTHMHAIBHOM nuTepaType. He ciemyer Tparuth s1abopaTopHbIe
gachl Ha 3HAKOMCTBO C TEOPETUUECKHUM MaTepuajioM H METOAMKON mpen-
CTOsIIIeH paboTHlI.

JloMaiiHIO0 paboTy cieayeT HauuHaTh C MPOPabOTKU TEOPETHUECKOTo MaTe-
puana mo JaHHOMY CHHTE3Y C IOMOIIbI0 YYCOHHUKOB U PYKOBOJICTB, 3aT€M O3Ha-
KOMHUTBCSI C MCXOIHBIMU BELICCTBAMHU, KOTOPBIE HCIONB3YIOTCS B JAHHOM CHH-
Te3e — HAWTW B CINPABOYHON W y4ueOHOU JuTepaType NaHHbIe O (U3UYECKUX
U XMMHUYECKHX CBOMCTBaxX 3TUX COCAMHEHMH, 0co00€ BHHMaHUE OOpaTUTh Ha
TOKCHUYHOCTh IIPUMEHSIEMBIX PEareHTOB U MEphI MPEIOCTOPOKHOCTH MpH padoTte
C HUMH.

Jns opopmIiteHUs 3a/1a4 HACTOATENBHO PEKOMEHAYETCS MOJIb30BATHCS CIIEIIH-
aJpHO pa3paboTaHHOM (GopMOH JJIs BeleHHUs J1aboparopHOro kxypHaia. B mpu-
noxxeHnn B4 mpuBeneHo aBa BapuaHTa Takodl gopmbl. Criocod BeneHHS XKyp-
Haja BBHIOMpAET MpernoaaBaTelb.

Ilepea BbINOJTHEHHEM IKCHEPHMEHTAJIbHON PadoThbl CTYAEHTHI 00sI3aHBbI
NOJYYUTh NUCbMEHHBIH JONMYCK Yy mpenoaapartens. [y 3Toro Heo6xoaumo
NMpeIbABUTH 3aMO0JHEHHBbIH (TA0JMIBI ¢ pacyeTaMH KOJHYECTBA PEareHToB,
CXeMbl M YPABHEHHSI OCHOBHBIX M MOOOUHBIX peakiuii) JUCT JadopaTopHo-
ro ;KypHaja, a TaKkxe MepevyucauTh Heo0X0AuMble 1Jisl BHINOJHEHHUs MPaK-
THYECKOil padoThl peareHThI, 000PYI0BaHNE W J1A0OPATOPHYIO MOCYAY.

OOpamraem Baimie BHUMaHHE Ha OT/AENbHBIC rpadbl TaOMHUILI J1abopaTopHO-
ro xypHaua. B komonke «PeareHT» yka3bIBaeTCsl Ha3BaHHE KaXkJIOTO pearcH-
Ta. B crnenyromeil KoJIOHKE — €ro MOJIEKyNsipHasi ¢opmynia, HeoOxomumas AJis
ONpeaeacHUs MOJEKYIIPHOM Macchl (TPeThs KOJOHKA). B ueTBepTOi KOJIOH-
Ke — «0d» — yKka3pIBaeTCs TIOTHOCTH BEHIECTBA, 3aTEM — €r0 MOIIPHBINA 00heM
(06vem 1 Moib). OUeBUAHO, KOJOHKH 4 M 5 3alOJHSIOTCS TOIBKO IS JKUIKO-
cteil. U, HakoHel, B ABYX MOCIEIHUX KOJOHKAaX YKa3bIBaIOTCA KOJIUYECTBa pea-
FeHTOB B rpamMMax (MIJUTMIATPax) W 3aT€M — B MOJb. 3arpy3ku OONBIIHHCTBA
CHUHTE30B B IPAKTUKyM€ HEBEJIUKH, U PEKOMEHIYETCS B KauyecTBE €IUHUIIBI
KOJIMYECTBA BEILIECTBA MCIOIb30BaTh MUJUIUMOIb — MMOJIb.

[lone3Ho Takke 0TAeIbHO COCTABIATH IUIaH PadOTHl, B KOTOPOM OTMEUYCHBI He-
00XOAMMbIC MAHMITYJISIMH O MPOBEACHUIO CHHTE3a W BBIACICHHUIO BEIIECTBA.
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B mpounecce BBINOJTHEHUS] NPAKTHKyMa CJleAyeT MOAPOOHO OCTAHOBUTHCS
Ha ammapartype, YCJIOBUSAX IPOBEACHHUS PEaKUMM M Ha OCHOBHBIX OCOOEHHO-
CTSAX ee MPOTEeKaHWs, aKKypaTHO 3alHCBhIBaTh CBOM HaOIIOACHHS 332 XOIOM
npoTtekanust peakuuil. Ciaeayer Takke OTMeuUaThb BCE€, YTO IPUBJIEKIIO Balle
BHUMAaHHUE BO BpPEMs BBIMOJHECHHUS PabOThl (M3MEHEHHE OKPACKH, MOSIBICHUE
XapakTEpHOTO 3amaxa U T. 1.).

OnucaHue 3KCNEPUMEHTANBHOH YaCTH HH B KOeM CJydae He JOJIKHO
SIBJISIThCS NMEPEeCcKA30M METOJAMKHM CHMHTe3a, NPHUBEACHHOH B PYKOBOACTEE.

[lo oxoHwanun paboTsl cienyeT 3a)UKCHPOBATH KOJMYECTBO YHUCTOTO IIPO-
IyKTa, TPOW3BECTH pacyeT BHIXOJa JAHHOTO BellecTBa B % OT TEOPETHUECKH
BO3MOJKHOTO, a TaKXe OT INPHUBEACHHOrO0 B MeToAuke. OT4eT 3aKaHUMBACTCS
BBIBOJIAMH U3 TIPOJICIaHHOW PabOTHI.

K otuery 0 cuHTe3e He00X0AUMO TaKiKe NPHJIOKUTDH JAaHHbIE, CBU/ETE/b-
CTBYIOIIHE 0 YHCTOTE H AYTEHTHYHOCTH IOJYYCHHOI0 NPOAYKTA, HANIpUMep
crnekTpbl SIMP, BeJiMYuHBI TeMnepaTyp ILUIABJCHHS, IOKa3aTelell npejaoMm-
JICHUSl HJIM MHBIX XaPAKTEPUCTHK CHHTE3HPOBAHHOIO mpenapara. B cnek-
Tpax SMP HeoO0xoauMo caeaTh OTHECEHHMs BCeX IPYII CHTHAJIOB.

3adeT MO NPAKTUKYMY BBICTABJSECTCS IO COBOKYIHOCTH NPOJEJIaHHBIX
cunre3oB. Kaxnas 3agauya caaercs nmpenojaBaTesl0 OTAEAbHO, 3a4eT IO
KaxkA0# 3a7a4e GUKCHPYETCH NMHCbMEHHO.

Takum o0pa3zoM, J1a00PATOPHBINA KYpPHAJ NpeacTaBiaseT 0QopMIIeHHbIE
O0T4YeThbl 0 NMPOBEJCHHH CHHTE30B, BKJIKYAKLHE IKCIEPHUMEHTAJILHO II0-
JIyYeHHbI¢ JaHHbIE, MOATBEPKIAOIINE CTPOCHHE U YHCTOTY MOJTYyYEHHBIX
BelleCTB.

MOMHMUTE, YTO KOJJTUYECTBO 3AHSITUI B IIPAKTUKYME,
OTBEJIEHHBIX HA DKCIHHEPUMEHTAJIBHYIO PABOTY,
KECTKO OT'PAHUYEHO.
HE MPOINYCKAWTE 3AHSITUN BE3 KPAMHE YBAKHUTEJBbHOM
IIPUYUHBI, HE TPATHTE 3PSI BPEMSI B [IPAKTUKYME!




b.  MPEMNAPATUBHAA YACTb

B macrosmee mocoOue BKIIFOYSHBI CHHTE3B OPTaHUYECKUX COCTUHEHHUI B COOT-
BETCTBHHU C MPOrPaMMOM IO OpraHnveckoi xumuu st ctyaentos |l kypca xumu-
yeckoro (akyiaprera MI'Y um. M. B. JlomoHocoBa. Bce MeTomuky, BKIFOYCHHBIC
B COOPHMK, IIPOBEPEHHI MpenogaBaTesiMi Kadeapsl OpraHunIecKoil XUMUH.

B mepBbie Tpu HeAenu MPAaKTHKyMa CTYIEHTHI BHIONHSIOT PaOOTHI IO «BBO-
JHOMY KOHIICHTPY», B KOTOPBIH BXOIAT 3a/Ja4d YETHIPEX THUIIOB. CHHTE3 CJOXHBIX
3(¢UpOB, CHHTE3 aMHUIOB OPTraHMYECKUX KUCIIOT, TOHKOCIOWHAs XpoMaTorpagpus
Ha iactuake «Silufol» u npenaparuBaas xpomarorpadust Ha OKCHIE aJFOMUHHS.
B 3TOT mepuon CTYIEHTHI NOJKHBI OCBOUTH METOABI OYHUCTKH OPTaHHYECKHX
coemuHeHMi (MeperoHKa, MepeKPUCTALTH3AINS), & TAKKE METOIb UIeHTH(HKA-
mun (TCX) u pasgenenus (komonka ¢ Al,O;) opraHMYecKHX BEILECTB.

CuHTeTHYEeCKHUE 3aJaud, BOIICAIINE B MOCOOWe, BBHIOpaHBI C YYETOM BO3-
MOXHOCTEHl MpakTHKyMmMa MO OPTaHWYECKOW XHMHH XHUMHYECKOTO (akKybTe-
ta MI'Y um. M. B. JlomonocoBa. [[ns Bcex mpeajaraeMbiXx CHUHTE30B IMPHUBO-
ISTCS ONTHMANbHBIE KOJNMYECTBA HMCXOMHBIX COCAMHEHHUH, KOTOPBIE CIENyeT
JaBaTh CTyJCHTaM. DTHU KOJUYECTBA MOTYT OBITh YBEJIWYECHBI MPENOIaBATEIEM
B HECKOJBKO pa3, €ClIM KOHEYHOE COCTUHEHHUE HCIIONB3YeTCs B LEMOYKEe CHH-
TE€30B WIM B JlalibHEHIIeH KypcoBOi paboTe.

B cOopHHK BKJIIOYEHO MHOTO HOBBIX pa3pabOTaHHBIX HaMHU WM HW3MCHCH-
HBIX II0O CPaBHEHUIO C JIUTEPATypoll MeToauK. M3MeHeHus u mobaBieHUS B py-
KOBOJICTBO BHOCIJINCh Ha OCHOBAHMM MHOTOJIETHEI'O OIBITa MpernojaBaTeseii
Kadeapsl.

YacTh CHHTE30B OpPraHUYECKUX IMpErnapaToB MPUBOAUTCA B BHUJE CCBHUIOK Ha
JIETKO JOCTYIMHBIE J1aOOpPaTOpHbIE MPAKTHKYMbI (CIHUCOK MPUHATBIX COKpAIlle-
HUW I MATHPYEMBIX JINTEPATyPHBIX UCTOYHHKOB MPUBEACH B KOHIIE ITOMU
gacTu — pasa. b1l4). B aroMm ciydyae CHHTE3 CII€IyeT BBIMOJHATH TOYHO IO
yKa3aHHON MeToauKe. B mpuMeuaHUsxX MPUBOAATCS HEKOTOPHIC TOTOJHEHUS
K METOJMKAaM, KOTOpHIE, II0 MHEHHUIO aBTOPOB MOCOOMs, HEOOXOIUMO 00513aTelb-
HO YYHTHIBaTh. Kpome TOro, B MpUMEUaHUSIX CONEPIKUTCS BaKHAS WHGOPMAIUI
MO0 TEXHUKE OE30MACHOCTH, KACAIOMICHCss pabOThI ¢ KOHKPETHHIMH XUMHYCCKUMU
BEIECTBAMU M MPUOOPAMH.

b1. BBOAHbIA KOHLEHTP

b1.1.  Cunme3 cnoxHoIX 3¢pupoe

b1.1.1. DrTuaxaopanerar

JIAB. c. 78
COOH OH H,SO o
C|J + A,
A o]

°\
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XnopykcycHaa KucnoTta 20r CuHTe3 npoBoAAT
CnupT 3TUNOBbLIN abcC. 15 mn B BbITAXKHOM WKadpy
CepHasa KncnoTta KoHLU. 1.5 mn

B xpyrnogonnyto konly emkoctbto 100 mi, cHaOkeHHYI0 OOpaTHBIM XOJIO-
JTUIBHUKOM C XJOpKaJbllMeBOW TpyOkoi, momemaroT 1.5 mn koni. H,SO,,
15 mn aGcomnrotHOTO 3THIOBOrO cnupTa U 20 T XJIOpykcycHoW Kuciotel. CMech
B TeUCHHE 3 YacOB KHUMATAT HA BONSHOW OaHEe ¢ OOPATHBIM XOJOIUIBHUKOM.
ITo oxOHYaHWM HATPEBaHUS MPUIMBAIOT PaBHOE KOJHYECTBO BOJbI, OTACIS-
0T B JICTUTEIbHOH BOPOHKE HWXKHUU ClO#l (CI0XKHBIA 3(Up), BHICYIIUBAIOT
ero Hax miaBieHnsiM Na,SO, u meperoHswotr B HebOoubinmol konbde Kisiizena
¢ kopotkuM jaediermaropoml. Beixon 17 r (65% OT TeOpPEeTHYECKOTO); T. KHIL
142-146 °C / 760 mm pr. cr., nZ’ 1.4230.

AMP 'H & (m.a., CDCl3): 1.22 (3H, 1, J = 7 Tu); 3.97 (2H, ¢); 4.16 (2H, k, J = 7 Tu).
AMP 3C 6 (m.a., CDCl,): 13.8; 40.7; 62.0; 167.1.

Bb1.1.2. Drmiaanerar

Opr.T. 2. c. 86
O
—cooH+ P _HCL
CaCIz (@)
A A\

ITpu mony4eHWH HU3MIMNX alKWjIaneTaroB (MEeTWUJI- W JTUJIANeTaTa) Ieyeco-
00pa3HO HCIOIB30BaTh MOAU(MUIIMPOBAHHYIO METOAMKY.

YKCycHasa Kucnota neg. 10 mn
CnnpT 3TUNOBbLIN abc. 12 mn
HCl KoHLU,. 0.5 mn
CaCl, 6e3BogHbIN 61

B kxpyrimogonHyro koi0y emMkocThio 50 M, CHaOXXEHHYIO OOpaTHBIM XOJIO-
JUITBHUKOM C XJIOPKAJIBIIMEBOW TpyOKou, momemarT 12 Mi abc. 3THIOBOTO
coupra, 10 mMi nensHoi ykcycHo#t kmciaorel, 0.5 mu konn. HCl u 6 r mpoka-
neunoro CaCl,. B ko0i10y OpocaroT «KHIEIKH» M CMECh HarpeBaroT Ha Koibo-
Harpesareine 1.5-2 waca, mommepxuBas paBHOMepHOE KunieHHE. OXIaKIeHHYIO
KHUAKOCTh BBUIMBAIOT B JCIIMTEIbHYIO BOPOHKY, OTICNSIOT HHKHUN BOJHBIH
cloH, a ocrapmmiics 3dup npombiBaroT 2%-M pactBopom Na,CO; 1o HeHTpab-
HOM peakumu? 3aTeM IS OTAENCHHS CIUPTa JTHIAIETAT BCTPAXHBAIOT
¢ 50%-m pactBopom CaCl,. Otaenstor HYKHWI BOJHBIN CIO#, a MOTYYECHHBIH
s¢up cymar npoxanennsim CaCl, ne menee 10 wacos®. Ddup meperonsror

Drmixiiopanerar — jJakpumarop. [locyay mocine okoHYaHUS paOOThI CIIEAYET OIOJIACKUBATh
pacTBOPOM ILEJNOYH, BOJIOH, alleTOHOM M CYIIUTH B BBITSDKHOM IIKady.

2 Cwm. pasn. A3.2.

XJOpHUI KaNblUsl CBSI3BIBACT HE TOJNBKO BOAY, HO W CIIUPT.
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¢ MCIonb30BaHueM kojibonarpesaress. Beixox 10.5 r (71% ot TeopeTHyecKoro),
T. kun. 77 °C / 760 mm pr. ct., ng’ 1.3728.

AMP 'H & (m.a., CDCl3): 1.05 (3H, 1, J = 7.2 Tu); 1.82 (3H, ¢); 3.91 (2H, k, J = 7.2 Tu).
AMP 3C 6 (m.a., CDCly): 13.7; 20.4; 59.8; 170.4.

b1.1.3. Byruaaumerar
V. p. 699

Memoo A

[pssmas sTepudukanus YKCyCHOW KHCIOTHI H-OyTaHOJIOM B TMPHUCYTCTBUHU
konm. H,SO,

YKCycHasa Kucnota neg. 30 mn
H-ByTunosbin cnupT abc. 23 mn
CepHasa KnucnoTa KoHL,. 1 mn

B omHOrOpnyo KpyrinomoHHyI0 KoiOy emkocThio 250 mi, cHaOxeHHYHO 00-
PaTHBIM XOJIOMMIJIBHUKOM C XJIOPKaJIBbIMEBOW TPYOKOH M MarHMTHOW MeIIaJIKoH
C MOIIHBIM HarpeparelieM, IoMeniaror cmech 23 mu Oyranona-1 u 30 mi je-
JSTHOW YKCYCHOHM KHCIOTHI. [lpM WHTEHCHMBHOM IEpeMENINBaHUHM W3 IHIIETKH
n00aBIAIOT MO KarwisiM 1 Ml KOHII. CepHON KHCIOTH. PeakIMOHHYIO cMech
KHITATAT B TeueHHe 3—4 dYacoB, oXJaxkAaroT W BbuimBaioT B 100 M nmepsHOi
Bonbl. [lonmyueHHYI0 CMeCh MEepeInBalOT B JISNUTENBHYI0 BOPOHKY U OTAEISIOT
opraHnveckuil (BepxXHHUI) CIIOH, KOTOPBI MoCae 0BaTeNbHO IpoMbIBalOT 50 M
JIeITHOM BOJBI, 15 MJT HaCHIIEHHOTO pacTBOpa THApPOKapOOHaTa HATPHS U 25 M
XOJIOHOW BofbI. [lomydeHHBI HEOUMIEHHBIH #-OyTHIIaneTaT BHICYITHBAIOT HaJ
MIPOKAJICHHBIM CYNb()aTOM MarHus W MEeperoHsoT MpH aTMOC(HEPHOM JTaBICHUH
U3 KOJNOBI ¢ HeBbICOKMM fAediermatopoM. Beixox 20 r (69% ot Teoperuuecko-
ro), T. kun. 124-126 °C / 760 mm pr. ct., nZ 1.3951.

Memoo b
=M. c. 212

OrepupuKamus YKCyCHOW KHUCIOTHI H-OyTAHOJIOM B MPUCYTCTBHH KOHII.
H,SO, ¢ a3eoTpomnHoii OTroHKON BOjABI (C HCIONB30BaHHEM Hacaaku JluHa—
Crapka B KauecTBE BOJOOTACIUTEIS)

YKcycHasa Kucnota nep. 10 mn
H-ByTunosbin cnupT abc. 175r
CepHasa KncnoTta KoHLU. 1.5 mn

Sdup 50 mn
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B kpyrmonoHHyro kondy eMkocThio 50 M1, CHaOKeHHYI0 0OpaTHBIM XOJIOAMIIb-
HUKOM ¢ BojpooTaenutenem® (Hacanka una—Crapka), nomemmanT cmech 10 mi
JeITHON YKCYCHOW KHCIOTHI (MM COOTBETCTBYIOIee KomuuecTBo 80%-i Kuc-
nothbl), 17.5 r u-6ytunosoro cnupta u 1.5 Mi koHII. cepHO# Kucnotel. CMech
KHIIATAT Ha TecyaHoil OaHe. B mpomecce peaknuu B BOXOOTAETHTENE COOH-
paroTcst BoJla M CHHPT, KOTOpBIe 00pa3ytoT 2 cios. BepxHuii ciupToOBBIN ClI0H
JIOJDKEH CBOOOJIHO TepeNMBaThCs Yepe3 Kpail HacakH, BO3BpAIasCh B PEaKIHIO.
Peaknus cumraercs 3aKOHYEHHOM, KOTAa B BOAOOTAENHTENE He OyaeT Oounblie
cobuparbcs Boga. ComepkuMoe KOJOBI OXJIAKAAIOT 10 KOMHATHOH TeMITepaTyphl
W TIPOMBIBAIOT B JICTUTEIHHOH BOPOHKE CHayajla paBHBIM OOBEMOM XOJOAHOM
BOJIBI, 3aTeM ocTopokHO 10%-M pacTBOpPOM COBI, 3aT€M CHOBa BOAOI 10 HEH-
TpaJIbHOW peaKkIMH NPOMBIBHBIX BOX. ByTmmamerar oTAensioT, oObeInHEHHBIH
BOIHBIA CIOW 3KcTparupyrot ddupom (2x25 mi), 3¢upHBIE BHITSKKA 00b-
eIMHAIOT ¢ OyTmianeraroM. D(UPHBIH pacTBOp cymar 0e3BOIHBIM CYIb(paToM
Maraus Wiu Hatpus. lleperoHstor 3gup n3 KonOBl ¢ BBICOKMM aediermaro-
poM, cobupas ¢pakuuto npu 124-125 °C / 760 mm pt. cT., Beixog 13.5 1
(70% ot teopetnueckoro). Hucrteiii Oytunanerar kunut npu 124-126 °C /
760 MM pr. cr.; ng’ 1.39512,

AMP 'H & (m.a., CDCl3): 0.80 (3H, T, J = 7.3 Tu); 1.26 (2H, m.); 1.48 (2H, m); 1.90 (3H, c);
3.93 (2H, T, J = 6.8 TU).

AMP '3C & (m.a., CDCly): 13.3; 18.9; 20.6; 30.4; 64.0; 170.8.

b1.1.4. CunTe3 BBICIIHX AJIKHIANETATOB (001Ias METOANKA)

Opr.T. 2. c. 86
o}
fo + RoOH 2Cl
— acpup O-R

O VAN
YKCyCHbIN aHrnapug, 0.1 monb
Cnupt abc. 0.1 monb
Auetunxnopug 0.01 monb

ddup 50 mn

B nByxropiyio KpyriiogoHHYy 0 koin0y emkocThio 100 mi1, cHaOXEHHYIO MAarHUTHOMN
MeIIaIKOW, KarelbHOH BOPOHKOW M OOpaTHBIM IIAPUKOBBIM XOJOAHIBHUKOM

! Ecnu HCHOJIL3YETCSA BOLOOTACIUTEIIb 0OJIBIIIOTO O6’beMa, TO €ro cjaeayeT npeaBapuTeiibHO

3aIOJHATH H-OyTHIIOBBIM CIIMPTOM. B mpoTHBHOM ciydae M3 peaknMOHHOIH cMecu Oyner
yAaJeHO 3HAaYMUTEIbHOE KOJMYECTBO CIIMPTA, YTO NMPHUBEIET K PE3KOMY CHIIKEHHIO BBIXOZA.
AHaJIOTHYHO NOJydYaroT u3oammianerar u3 10 mur sex. ykcycHoil kucnorel u 15 T m3o-
amuioBoro cnupta. Ilpm meperonke cobuparor ¢pakmuro npu 138-142 °C, Beixon 15 r
(70% ot Teoperndeckoro). UnCThIH M30ammnanerar umeet T. kur. 142 °C, n@ 1.3999.
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(kamesbpHass BOPOHKA M XOJOJUIBHUK 3ALIMIICHBI XJIOPKAIBIIUEBBIMUA TPyOKaMu),
nomemator 0.1 monb ykcycHoro anruapuga u 0.01 monps xmopucToro ameruna.
K cmecu u3 kxanenpHOi BOpoHKH B TedeHue 10-12 MHH MOOaBIAIOT MO Karuisim
npyu MHTeHCHBHOM mepeMemnuBanud 0.1 monp cnmpra. CMech KHIATAT 2 Haca.
PeaknmoHHY0 Maccy BBUIMBAIOT B Je/sHY0 Boay (~100 Mi1) v OTHensoT BepxXHUit
croi crnoxkHoro 3¢upa. BoaHbI pacTBOp 3KCTparupyroT sdupom (2%25 m).
OObenHEeHHBIH 3(QUPHBI pacTBOp NPOMBIBAIOT paBHBEIM oObemoMm 10%-ro
pacTBopa OmkapOoHaTa HATpHs, 3aTeM BOAOH J0 HelTpampHOW peakium. Cymiat
cynb(haToM MarHusl Wid Cyib(haToM HaTpusl (ABOMHAS CYIIKa) M MEPETOHSIOT TIPH
aTMoc(epHOM JIaBIeHuH Wi B BakyyMme. Brrxox 70-80% ot Teoperndeckoro.

Byrunamerar T. KuIL. 124-126 °C ng 1.3951
V3oamMmanerar T. xun. 142 °C ng 1.3999
emop-Bytunanerar T. Kum. 111-112 °C ng 1.3890
Oxrunanerar T. xum. 211 °C n¥ 1.4180
b1.15. Jruadopmuar
JIAB. c. 78
CaCI2 /__

OH o
HCOOH+ _ / T ({/—

MypaBbuHaa kncnota 96%-a 20 r
CnnpT 3TUNOBbLIN abc. 28 mn
CaCl, 6e3BogH. 5r

B kpyriononnyo kondy emkocthio 100 mi1, cHaOXKeHHYIO ae(aerMaropoM ¢ Tep-
MOMETPOM, HUCXOASIIMM XOJOAMIBHUKOM C aJOH)KEM M IPHEMHHKOM, HOMela-
toT 20 T 96%-it MypaBbHHO#M KHCIOTHI, 28 MJI 3THJIOBOTO CIIUPTA U IMPUOABIIAIOT
5 1 6e3BonHoro CaCl,. PeakiimoHHYIO CMECh HarpeBaroT Ha KoJIOOHArpeparelne
0 KHMEHUSA. DTWIPOPMHAT OTTOHAECTCS U COOMpaeTcs B NMPUEMHHKE, OXJIax-
JaeMoM JieasHOW Bomoi. [lomydeHHBIH 3QUp NPOMBIBAIOT PaBHBIM 00BEMOM
xononHou Bombl, 1 M pactBopom Na,CO;, cHOBa BOIOH, cymaT Oe3BOJTHBIM
CaCl, u meperoHSOT Ha BOASHON OaHe W3 KOJOBI C BBICOKHUM aediermaro-
poM. Breixon 26 r (84% ot Teopermueckoro); T. kuim. 55 °C / 760 MM pT. cT.;
ng 1.3600.

AMP 'H & (.4, CDCly): 1.12 (3H, T, J = 7.1 Tw); 4.05 (2H, K, J = 7.1 Tw); 7.87 (1H, ¢).
AMP 3C & (m.g., CDCl,): 13.7; 59.5; 160.7.
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B1.1.6. JdmyTuacykuuHat (IMITHIOBBIE 3GUpP IHTAPHOMH KHCIOTHI)

JIAB. c. 74
o]
COOH OH H2S04 o]
A

AlHTapHaA Kucnota 18r

CnnpT 3TUNOBLIN abc. 55 mn
Tonyon 24 mn
H,SO, KoHu,. 0.5 mn
K,CO; 6e3BogHbIN 25r

B xpyrnogonHyto konOy eMkocTbio 250 M1, CHaO)KeHHYIO BBICOKUM AedierMaro-
POM C TEPMOMETPOM, HUCXOIAIIUM XOJNOJWIBHUKOM C aJIOHXKEM M IMPUEMHHKOM,
noMeniaroT 18 r sHTapHOW KHCIOTHI, 55 MJI 3THIIOBOrO criupTta, 24 MJ TOIyoja
u 0.5 mn xonuentpuposannoir H,SO,. PeaknnoHHy0 cMech HarpeBamT Ha
KoJIOOHarpeparesie U MEAJCHHO OTTOHSIOT a3€0TPOINHYI0 CMECh CIMPTa, TOIYyoja
U BOIBI, BRIKMMAOIYI0 B mpenenax 74-80 °C. Ortron cymar Hag 25 v 6e3Bo-
aHoro K,COj, BO3BpaIaloT B PEaKIHMOHHYIO CMECh U CHOBA OTTOHSIOT a3eo-
TPOIIHYIO CMECh, [IOKa TeMIleparypa OTXonsdiux napos He gocturHer 80 °C.
OcTaTok MeperoHsoT B BaKyyMe BOIOCTpyiHOrO Hacoca. Beixox 23 r (87% ot
Teoperuueckoro), T. kun. 105 °C / 15 mm pr. cr.; nZ 1.4200.

AMP H & (m.4., CDCly): 1.26 (6H, 1, J = 7.1 T); 2.62 (4H, c); 4.15 (4H, K, J = 7.1 Tu).
AMP 3C 6 (m.a., CDCl,): 14.2; 29.3; 60.6; 172.2.

Bb1.1.7. ®denundenszoar

-M. c. 202
o)
of o]
(]
©/OH NaOH @/O ()/k @/Lo/©

e, e — .

EtOH Na
®eHon’ 3r CuHTe3 nNpoBoAAT
NaOH 5r B BbITAXKHOM WIKady
BeHsounxnopua? 6.5T
STunoBbl cNUpPT 96%-1 10 mn

B xonmueckoii konbe emMmkocThio 100 MJI MPUTOTOBJISAIOT PAacTBOP 5 T' €IKOTO
HaTpa B 45 M BOABI W pacTBOpSAIOT B HeM 3 T (eHosa. 3areM H00aBISIOT

Denon SJTIOBHT, oOKuraeT KOXY. HpI/I OXKOI'e TMpOTEPETH MOPAKEHHOE MECTO STHUJIOBBIM CIIUPTOM.

2 BeH30WIXJIOPH — JaKpPUMAaTop.
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6.5 r xmopucroro OeH3omja, U KOJOYy CHIBHO BCTPAXMBAIOT O HCUYE3HOBE-
HUs 3amaxa xjopucroro Oenszomna (mpumepHo 20 muH). DeHUNOBHIH 3dup
OEH30IHON KHCJIOTHI BBINIAJIaeT B 0CagoK. Ero oTQUIBTPOBHIBAIOT Ha BOPOHKE
broxuepa nim lllorra, TmiatesbHO MPOMBIBAIOT Bonoi. ChIpoW MPOIYKT mepe-
KPUCTAJTM30BBIBAIOT U3 3THiaoBoro cnupra (~10 mu). Beixox 4.8 r (76% ot
Teopetuueckoro), T. mwi. 70 °C.

AMP H & (m.g., CDCly): 7.19-7.28 (3H, m); 7.38-7.51 (4H, m); 7.58-7.64 (1H, m);
8.18-8.21 (2H, m).

AMP 3C & (m.4., CDCl,): 121.7; 125.8; 128.5; 129.4; 129.6; 130.1; 133.5; 151.0; 165.1.

b1.1.8. 2-(Auermiokcu)0eH30iiHAsI KHCI0TA
(ameTHiICATMIUITIOBAsI KMCJIOTA, ACTIMPHH)

0. Bbin. I n ll. c. 178

O

COOH

COOH H,S0,4 @
_
@ A o

O

Canuuunosas KucnoTta 13r
YKCYCHbIN aHruapug, 1.2r
Tonyon 5 mn

B konmueckoit xonbe emkxocteio 10-15 mi, cHabkeHHOH HeOONBIINM 0OpaT-
HBIM XOJOAWIBHUKOM, pacTBopsAoT 1.3 r cammmmioBoi kuciaotel B 1.2 T yk-
CYCHOTO aHTHJpHIA NpH cIaboM HArpeBaHWU W NMPHOABIAIOT 1 Karumo KOHII.
CepHOH KHCIOTHL. PeakimonHyio cMech HarpeBaroT 1 yac Ha BOAAHOU OaHe
mpu 60 °C. Ilocie sToro moBoxar temmneparypy 6amm mo 90-95 °C u mpo-
JOJDKAIOT HarpeBaHue emie 1 gac. 3aTeM peaknHOHHYIO CMECh OXJIAXKIAIOT IPH
MOMEIIMBAHNY, TIPOAYKT PEAKIUH OTQUILTPOBLIBAIOT! U MPOMBIBAIOT CHAYasa
JeASTHOW BOJNOHM, a 3aTeM HEOONBITUM KOJHYECTBOM XOJOJHOTO TONyoia. BeI-
xon 1.5 r (88% ot Teoperuyeckoro), T. mi. 135-138 °C (c pasnoxeHuem)?.
JUI OTIONMHUTENBHON OYHCTKH Mperapar MOXKeT OBITh MepeKpHCTaIIN30BaH
n3 OeH3ona wim xjopodopma.

AMP 'H & (m.a., AMCO-dg, CDCl5): 2.26 (3H, ¢); 7.11 (1H, &, J = 8 Tu);
7.32 (1H, ncespo-T, J = 7.5 Tu); 7.57 (1H, ncespo-1, J = 7.5 Tu); 7.97 (1H, o, J = 7.8 Tu);
12.8 (1H, ywnp. c).

AMP 3C & (m.a., AMCO-d, CDCly): 20.9; 123.5; 124.1; 125.7; 131.4; 133.3; 150.4;
165.7; 168.9.

! W3 martouHoro pacTBOpa BbIIIAapUBAHUEM H KpI/ICTaJIJ'II/I?)aL[I/ICﬁ MOXHO IIOJYYUTH €€ HE-

KOTOPOC€ KOJHUYECTBO acCIIMpHHA.

2 EeCHBeTHLIe HUTIIBI.
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B1.1.9. 1,2,3,4,6-Ilenta-O-anerni-o-D-riirokonupanos3a
(menTaameTwii-o-D-riroko3a)
0. Bbin. | n 1. c. 185

Q

o>\_
HOu« WiOH + 0;

0-20 °C
OH
Memoo A
a-D-rnokosa 335r CuHTes npoBoOAAT
YKCYCHbIN aHrugpug 13r B BbITAXKHOM WIKady
Mupuagunn’ 1851

B Tpexropnyio! kon6y emkoctbio 100 My, cHaGKEHHYIO MEXaHHYECKOH Melal-
KOH, BO3XYIIHBIM XOJOAMIEHUKOM C XJIOPKAJIBIIMEBOH TPYOKOW M TEPMOMETPOM,
nomemaroT 13 r ykcycHoro auruapuaa u 18.5 r nupuamua®, cMech OXJIaXIaloT
10 0 °C u BHOCAT npu nepememnBanuy 3.35 r D-mmroko3bl. PeakimoHHy0 cMech
nepemMenmBaroT B Tedenue 3.5-4 yacos® npu 0 °C u ocraBisior crosath 15 yacos
pu KOMHaTHOW Temmeparype. [1o ucredeHnn 3Toro BpeMEeHH CMECh BBUIMBAIOT
B XOJIIONHYIO Bomy. Uepe3 KOpOTKOE BpeMs BBIICISIFOTCS KPUCTAJUIBI MEHTaare-
THITTIOKO3BI, MX OT(IIBTPOBBIBAIOT U IMPOMBIBAIOT BOIOW. [loydeHHBIH MPOIYKT
cymrar Ha Bo3myxe. Beixox 6.5 r (90% ot Teopermueckoro), T. w1 109-111 °C.
ITocne mepexpucTaIM3auy W3 STHIOBOTO crupta T. mi. 112-113 °C.

Memoo b
M-b. c. 71
a-D-rnokosa 1r
YKCyCHbIN aHruapua, 5 mn
CH;COONa 6e3BofHbIN 1r
STnnoBbIN cnupT 96%-1 5 mn

B omHOTOpPIYIO KPYITIOMOHHYIO KOJIOYy €MKOCThIO 25 M, cHaOkeHHYH oOpat-
HBIM XOJOIMUIBHUKOM C XJIOPKAJIBIIHEBON TPYOKOH, moMemaT 1 T IIIOKO3HI,
5 M ykcycHoro anruapuaa u 1 v 6e3BogHOTO arerara Harpus. PeaknnoHHy0

TlupunuH SI0BHUT, OOKUTAET KOKY.

IMupuanH mpeaBapUTENHFHO BHICYIIMBAIOT M IEPETOHSIOT HAJ IUIABICHBIM THAPOKCHIOM
KaJIus.

ITocne TpexyacoBOro nepeMemnBaHus MPOUCXOAUT IOJHOE PACTBOPEHHUE IITIOKO3BI.
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Maccy KUOATAT B TedeHne 5-10 MuH, mocie 4ero OxJNaXaroT W BBUIMBAIOT
B crakad ¢ 30—40 mu1 Bogsl co nbAOM. BpImaBmme KpuCTalIbl OTQHIBTPOBHI-
BAIOT, MPOMBIBAIOT BOJOM, CIIUPTOM M Cylar Ha Bo3ayxe. Beixon 1.73 r (80%
OT TeopeTuueckoro), T. mi. 110-112 °CL

AMP 'H & (m.a., CDCl5): 2.02 (3H, ¢); 2.03 (3H, ¢); 2.05 (3H, ¢); 2.10 (3H, ¢); 2.19 (3H, ¢);
4.05-4.15 (2H, m); 4.25-4.29 (1H, m); 5.08-5.18 (2H, m); 5.44-5.51 (1H, m);
6.33 (1H, o. J = 4 Tu).

AMP '3C & (m.a., CDCly): 20.4; 20.5; 20.6; 20.8; 61.6; 68.1; 69.3; 69.9; 89.1; 168.6; 169.3;
169.5; 170.1; 170.5.

b1.1.10. 4-(Auermnoxcu)penmiamerar
(rugpoXMHOHIMALIETAT)

COIl. ¢6. 4. c. 136

- N
Q5
R

MapOXuHOH 55r
YKCYCHbIN aHrugpua 10 mn

B oxnoropioit kpyriogonHo# konbe emkocthio 100 Ma cmemmBaroT 5.5 1 ru-
npoxunona u 10.3 r yKCYCHOTO aHTUAPHAAZ, M K TOJy4EHHON CMecH MpuOaB-
JSIOT OAHY KAIUTI0 KOHII. CepHOW KUCIOTH. CMech HECHJIbHO IEepEeMEIIUBAIOT
Ha MarHuTHON Memanke®. Yepe3 5 MUH Ipo3pauHblil PacTBOP BBUIMBAKOT B CO-
cyn, cogepxamuii 40 T u3MenpYeHHOro JbjAa. BeimaBiiee B ocagok Oeioe
TBEpJ0€ BEIIECTBO OT(HIBTPOBHIBAIOT Ha BOpPOHKEe broxHepa W MmpOMBI-
BatoT 50 M Boabl. OcajoKk akKKypaTHO OT)KUMAIOT Ha (UIBTpE, a 3aTeM CyIiatr
B BaKyyM-dKcUKaTope Hald (HOoCcHOPHBIM aHTHAPHIOM. BBIXOI MMOYTH YHUCTOrO
Bemecta coctapisger 9.5 r (98% or Teopermueckoro), T. mia. 121-122 °CH4
[penapar MoXeT ObITH TepeKpucTaIu3oBaH u3 50%-ro 3THIOBOrO crupra®,
1. mn. 121.5-122.5 °C.

AMP 'H & (M., AMCO-dg, CDCl3): 2.27 (6H, c); 7.09 (4H, c).
AMP 3C & (m.a., AMCO-dg, CDCly): 21.0; 122.4; 148.0; 169.2.

Eciu ectp HEOOXOAMMOCTB, TO MOXKHO II€PEKPHCTAILIMN30BaTh U3 CIIHPTA.
CBekeneperHaHHbIi.

CMech paszorpeBaeTcs W THAPOXUHOH PAaCTBOPSETCS.

ITo mpyrum mamuemM T. 1. 123-124 °C.

Ha 10 r neounmennoro mpoxykra tpebyercs 40 mu crupra.

[ I N I
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b1.1.11. 3-Meruadyruiacaauumuiar (M30aMUJI0BbIHA 3GUpP cannIuI0BOI

KHCJIOTHI, KOMMeEpPYeCKOe Ha3BaHue — opxujest, Tpedosin)

MOX. 1964. c. 374.; MOX. 1959. c. 367

0]

COOH H,SO, O/\)\

OH
@:[OH ' Y\/ = OH

Canuuunosas KucioTta 86T
M3oammnosbin cnupt 67.5 mn
H,SO, KoHu,. 2.5 mn

B xpyrnogonnyio kosnly eMmxocthio 250 mi, cHaOkeHHYI0 OOpaTHBIM XOJIO-
IVIIBHUKOM C XJIOPKaJIbINEBOH TPyOKOH, IIOMeNaoT cMech 8.6 T camumuiIoBoil
KHCIIOTHI ¥ 67.5 MJI M30aMUJIOBOTO CHHPTA, 3aT€M IIPU CHIIBHOM BCTPSIXWBAHUU
npubasisaorT moprusmu 2.5 mu xonn. H,SO,. Harpesaror cmech mpu Kute-
HUU B Te4eHne 6 wacoB. M30BITOK M30aMHIOBOTO CHHUPTA OTTOHSIOT, OCTAaTOK
MOCJIEe OXJIAXACHHUS BCTPSIXHMBAIOT B AEIUTEIHHOW BOPOHKE C /5 MIJI XOJIOA-
HOH BOABI, MacmoOOpasHBI BEpXHUU CIOH OTHENSAIOT W IPOMBIBAIOT IOCIeE-
noBarenbHO 15 mur Bomel, kKoHI. pactBopoM Na,CO; mo mienmodHo# peakmuu
u cHoBa BojoH. lomydenHsrii mpoxykT cymar 6e3BogasiM MgSO, n ¢paxmmo-
HupytT. Beixox 10.5 r (80% ot Teopermueckoro), 115-117 °C/2 mm pr. cr.,

151°°C/15 mm pr. ct.; nZ 1.5080.

AMP H & (m.n., CDCly): 0.98 (6H, A, J = 6.7 Tu); 1.67 (2H, Kk, J = 6.7 Tu);
437 (2H, 1, J = 6.7 Tu); 6.86 (1H, a1, J = 8.1 Tu); 6.97 (1H, pa, J = 8.8 Tu);
7.43 (1H, o1, J = 8.8 Tu); 7.83 (1H, aa, J = 8.1 Tu); 10.86 (1H, ).

AMP '3C & (m.a., CDCly): 22.4; 25.1; 37.2; 63.9; 112.6; 117.5; 119.0; 129.8;
135.5; 161.6; 170.2.

b1.1.12. ITHANTMIMHATTHAPOXIOPH]
(3THNI0BBII 3UP IIMUUHA, THAPOXJIOPUN)

O
~COOH oH SOC ﬂ
H2 * /_ H2 O—\
HCI
MuunH 25r
DTaHon 96%-1n 150 mn
SOCl, 25 mn

Sdup cyxon 100 mn

TuA. c. 156
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B Ttpexropnyro konby emroctsio 500 MiI, CHAOKEHHYIO MEXaHHUYECKOM MEIIATKOH,
KareJIbHOM BOPOHKOHW M 0OpaTHBIM XOJIOAWIBHUKOM, moMemarotr 150 mim 96%-to
sTaHona (Jydiie abCOMIOTHOrO0) M OoXJaxaaroT kojady mo —15 °C. 3atem mpu
WHTCHCHBHOM TEPEMEIINBaHUU MPUKANBIBAIOT 25 M cBexenepernanHoro SOCI,.
[ocne sTOrO K COAECPKUMOMY KOJIOBI IPUOABISIOT 25 T IIMIMHA TOPLUHUSMH T10
5 r ¢ uHTEepBasoM B 5 MuHYT. OXnaxiammyo 0aHI0 yOHparoT, TeMmIieparypy
CMECH MEJJICHHO JIOBOZST 10 KOMHATHOM, 3aT€M CMeCh OCTOPO)KHO HarpeBaroT
JI0 KHIIEHUS! U KUIATST C OOpaTHBIM XOJIOJUIBHUKOM B TedeHue 1 daca. ["opsumii
pactBop ¢unbTpytoT u oxiaxaaoT a0 0 °C. BremaBmme kpucTamisl oThUIb-
TPOBBIBAIOT, MPOMBIBAIOT Ha (QHIBTpe cyxuM ddupoMm (2%X50 mu) u cymar ao
MOCTOSIHHOTO Beca B BakyyM-dkcukaTope Hajgy KOH mmm P,Os. Boixox 40 r (86%
oT Teopetuyeckoro), T. mwi. 145-146 °C. IIpu HEOOXOAUMOCTH MPOIYKT Mepe-
KPHCTAJUTM30BBIBAIOT M3 cMecH stanon—a¢up (1:1).

AMP H & (m.a., AMCO-dg): 1.15 (3H, 7, J = 7.1 Tu); 3.68 (2H, ¢); 4.12 (2H, kB, J = 7.1 Tu);
8.63 (3H, ywwup. o).

AMP 3C 6 (m.4., AMCO-dg): 14.1; 39.7; 61.6; 167.4.

b1.2.  Cunme3 amudoe opzaHuyecKux Kuciom
b1.2.1. Bensamua

-M. c. 200
o O
NH
cl ., (NH,),CO3 T ()/Lk 2
KapboHaT ammoHusA 27r CuHTEe3 NnpoBOAAT
bensonnxnopug 1.2 mn B BbITAXKHOM WKady

B dapdoposoii gameuke cmemuBaioT 2.7 T TOHKO H3MEJIBUYEHHOTO KapOoHa-
Ta ammonus ¢ 1.2 mi Gensomnxynopuaal. CMeCh TIIATENBHO MEPEMENIUBAKOT
CTEKJITHHOW TaJIOYKOM M HAarpeBalOT Ha BOASHON OaHe TOJ TATOM mpw mepe-
MemmBaHuu He MeHee 30 mMuH. Peaknmonnas macca ctaHoButcs cyxoit. K meit
NPUWIMBAIOT HEMHOTO Bobl (5 MII), pa3MEIIMBAIOT M CHOBAa HarpeBalOT Ha KU-
mAmeld BOASHON OaHe, MpUYeM cliiefbl OSH30MIXIOPHIA YIAISIOTCA C BOISHBIM
napom. [lo oxmaxkneHnn BHIMABIINAN OeH3aMH[ OT(UIBTPOBBIBAIOT, OCTOPOXKHO
OTXKMMArT Ha QuiIbTpe M KpuctaumsyoTr u3 8 mia Boasl. Beixon 0.9 r (74%
ot teoperuueckoro), T. mwi. 130 °C. IIponykr npencrasiser coboi OeclBETHbIC
KpHUCTAJUTBI 0Oe3 3armaxa.

AMP 'H & (m.a., AMCO-dg, CDCl5): 7.27 (1H, ywwmp. c); 7.38-7.50 (3H, m);
7.85-8.00 (3H, m 1 ywwup. c).
AMP 3C 6 (m.g., AMCO-dg, CDCly): 127.5; 129.0; 131.1; 134.1; 168.6.

! OCTOpO)KHO! BCH3OI/IJ'IX.IIOpI/II[ 06ﬂa11ae’r CHJIBHBIM CII€30TOYUBBIM JEHCTBUEM.
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B1.2.2. Xmopameramun

Opr. T. 2. c. 88
o ]
I
C\)X\OEt * NH3/H,O — Cl\)]\NH2

STtunxnopaueTar’ 1225 r CuHTe3 NnpoBOAAT

Ammmnak 25%-in 11.3 mn B BbITA)KHOM LIKady

Cnnpt 10 mn

Sdup 10 mn

B Tpexropnyto! konby emxoctbio 100 Mil, CHaGKEHHYIO TEPMOMETPOM, KaIlelb-
HOW BOPOHKOH M MEXaHWYECKOH Memnanmkol, momemarot 12.25 r stunosoro 3¢upa
XJIOPYKCYCHOM KHCIOTBL [Ipy MHTEHCHBHOM NEPEMEIIMBAHHU CMECh OXJIXKIAFOT
meaoM C conbio o O °C, m mpm 3TOi TeMmepaType MeIUIeHHO INPHKAIBIBAIOT
11.3 Mt 25%-to pactBopa ammuaka. [Tocne moOaBneHust pacTBOpa aMMHaKa Iepe-
MELIMBaHUE TPU OXJIKACHUH JIbAOM mpoaoinkatoT eme 30 MunyT. Cremyer BHH-
MaTenbHO CIEAUTh 3a TeMIeparypoil peakuuonHoi cmecu (< +3 °C).

Kpucrannuueckuil npoayKkT QUIBTPYIOT Ha CTEKJISHHOM (HIBTpE, MPOMBI-
BaroT mocienoBaTenbHo 10 Ma cmupra m 10 M pudTHIOBOTO 3dUpa, TpEn-
BaputenbHOo oxnaxaeHHBIX 10 0 °C. Ocamok cymar Ha Bo3myxe. HeGombiroe
KOJINYECTBO BelecTBa (2—3 T) MOXKHO MEPEKPUCTAIIM30BATh U3 TOpsYeii BOIBI.
Beixog 7.5 r (80% ot Teoperuueckoro), 1. mwi. 120-121 °C.

AMP 'H & (m.a., AMCO-dg, 20 °C): 4.00 (2H, ¢); 7.37 (1H, yw.); 7.61 (1H, yw.).
AMP '3C & (m.4., AMCO-d,, 20 °C): 42.7; 168.1.

b1.2.3. (BeH30MJIaAMHHO)yYKCyCHAsi KHCJI0TA

(rummypoBas kucjaota, N-0eH30 A IHIIHH)
{0. Bbin. | n Il. c. 204

COOH  NaOH COO ~ , Ha : . —COOH
o

Hz'\(_ H,0 Hz
MuunH 19r CuHTe3 npoBOAAT
NaOH 26T B BbITAXKHOM LWKady
beH3ounxnopupg, 39r
ddup 10 mn

K HaceimenHoMy BofHOMY pactBopy 1.9 © mimnuHa npuoaBistor 2.6 T eaKoro Ha-
Tpa, PACTBOPEHHOTO B MUHHMAJBHOM KOJNIMYECTBE BOJBI, U 3aTEM IO KAIUIAM MPH

! Wnu SKBUBaJIEHTHOE KOJIMYECTBO METHUIIOBOTO 3(1)I/Ipa.



b1. Bgodwblil KoHuyeHmp 149

B30anTeBanuu 3.9 r xumopuctoro Genzomnal. Crendr 3a Tem, 4To0bl cpena Bee
BpeMs Oblta mienounoi. Korna mcdesHer 3amax XJIOpUCTOro OCH30MIIA, KUAKOCTh
MOAKHCIISIFOT COJNSTHOM KucioTod. Yepes 2 waca BBINABIIME KPHCTAIIBI OTQHUIIB-
TPOBBIBAIOT, TIPOMBIBAIOT Ha (HIBTPE dPUPOM IS yIAJICHUS TpUMecH OeH30HHOM
KHCJIOTHI M CyIIaT Ha BO3AyXe. [ MIypoOBYIO KHCIIOTY MEpeKpHCTAILIN30BhIBAIOT
u3 ropsiueit Bomsl. Beixon 3 r (67% or teopermueckoro), T. mi. 187 °C.

AMP 'H & (m.4., IMCO-d,, CDCly): 3.99 (2H g, J = 6 Tw); 7.39-7.50 (3H, m);
7.87-7.90 (2H, m); 8.66 (1H, T, J = 6 Tu); 12.00 (1H, ywwup. ©).

AMP 3C 6 (m.g., AMCO-dg, CDCly): 41.3; 127.2; 128.1; 131.2; 133.8; 166.8; 171.3.

b1.3. Cunme3s aHunuooe

b1.3.1. N-®enunaneramun (ameranuann)?

NH2+}ﬁ NH4<O
O™ =y

AHUNNH 3r
YKCYCHbIN aHrugpua 5 mn

NAB. c. 94. 239

B crakane emrocthio 50 Mi cycneHAMpYOT 3 T aHWJIWHA B 15 M1 BOXIBI U J0-
0aBISIOT 5 MJI YKCYCHOTO aHTHIApHAA. PeaknMOHHYIO CMECh DHEPTHYHO Iepe-
MEIINBAIOT CTEKSIHHOW MAIOYKOH O BBIICICHUS KPHCTAIIMYECKOTO OCaaKa
u ocrapistoT Ha 20 MuH. OOpa3oBaBIIMKCS OCAJOK aMHIa OT(HIBTPOBBIBAIOT,
npomeiBaroT 2 M pacrBopom HCI, Bomoii, 3atem 1 M pacTBOpPOM COIBI M BHOBb
Bofoii. Eciiu B pesynbTaTe peakmuu oOpasyeTcs Maciio, BOAHBIA pacTBOp OT-
JEISIOT JeKaHTalued, K ocraBmemycs maciy gobasimsror 10 mmx 2 M HCI
Y TIEPEeMEIINBAIOT CMECh 10 KPUCTAJUTH3AINH. 3aTeM KPUCTAINIMYECKUI 0CaloK
OT(QUIBTPOBBIBAIOT, TPOMBIBAIOT BOMOK, 1 M pacTBOpOM COJbI M1 BHOBH BOJIOH.
BrigeneHHbIil IpoayKT NepeKpUCTAUIM30BBIBAIOT U3 BOIBI WM BOJHOTO CITUPTA.
[locne BeICymIMBaHUS BELIECTBA ONMPEACISIOT BBIXOI M TEMIIEPaTypy ILIABICHUS.
Beixox 2.6 v (60% ot Teopermyeckoro), T. wi. 114 °C.

AMP H & (m.a., AMCO-dg): 2.06 (3H, ¢); 7.02 (1H, m); 7.29 (2H, m.); 7.59 (2H, m).
AMP '3C & (m.4., AMCO-d,): 23.9; 118.9; 122.9; 128.5; 139.3; 168.2.

Amnanornaso IMOJYYarT alCTHUIIbHBIE MPOU3BOJAHBIC JIPYTUX aMUHOB.

aueTun-o-TonynamnH T.mn. 112 °C  aueTnn-o-aHU3NANH T. nn. 84 °C
aueTun-N-TonyuanH T. . 150 °C  aueTun-n-aHN3UanH T.nn. 127 °C
aueTun-o-xnopaHunuH 1. nn. 88 °C aueTun-n-HUTpoaHunuH 1. nn. 215 °C

1
2

He6onbmoii n30BITOK.
PexoMeHIyeTCst BBIONHSTE 3a/lady KaK HICHTU(UKAIUIO aMHHA.
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B1.3.2 N-(4-T'mapoxcudeHusr)ameraMmux
(n-rMapOKCHAIE TAHUIIN/, TAPALETAMOJ)

V. p. 985
NH x 0
2
JOSEEJo s
+ Q 5
HO HO
n-AMnHodeHon 30r CnHTEe3 NnpoBOAAT
YKCYCHbIN aHrugpua 4 mn B BbITAXKHOM WKady

B kpyrnmomoHHyro konbOy emkocTbio 50 My, cHaOXeHHYI0 MarHUTHOH Me-
[IaNKoW W OOpaTHBIM XOJOAMIbHUKOM, momernalot 3.1 r n-amuHOdeHOINa,
10 MJ BOBI M OCTOPOKHO MpuUOABIAOT 4 Ml yKCycHOro anruapuaa. Cmech
NepeMEeNIHBAIOT J0 MOJHOTO PACTBOPEHHUs n-aMHHO(pEHOJA, 3aTeM Harpe-
BalOT Mpu KurneHuu B TedeHne 10 MuH. PeakIMOHHYIO CMeCh OXJaxiaa-
IOT, TIEPENUBAIOT B CTAKaH W JOTOJHUTEIBHO OXJAKIAIOT JIBIOM, MOTHPAs
CTCHKH CTaKaHa CTCKJSHHOW MajJOYKOH 10 Hadajga KPUCTAJIU3AlUU MpPO-
aykra. Benyio wiM cierka OKpalmleHHYI KPUCTANIMYECKYI0 Maccy (Hiib-
TPYIOT Ha BOPOHKE C (HIBTPYIOLIMM JIHOM, TIIATEIBHO OTXKHMAas MPOMYKT.
Kpucramibsl HECKOJIbKO pa3 MPOMBIBAIOT HEOOJBIINM KOJHYECTBOM XOJIOJ-
HOU BOABI. UHCTBIN MPOAYKT HE JAOJDKCH MMETh 3araxa YKCYCHOW KHCIIOTHI.
BBHIy 3HAYUTENbHOW PACTBOPUMOCTH MPOAYKTA B BOJE MpPaBHIbHAS TEX-
HUKa NPOMbIBaHHs (MCIOJIb30BAHUE JICASHOW BOJABI MAalCHBKUMH MOPIHSIMU
no 2-3 MJI MPH TIIATSIbHOM MEPEMENIMBAHUN KPUCTAIJIOB) MMEET BaXKHOE
3HAYEeHHE JUIS CHUKEHUS MOTEPh U TMOJYYEHHs BBICOKOTO Bhixomal. Beixon
3.6 r (80% ot Teopermyeckoro), T. mia. 169-171 °C. Iapameramon MOXHO
NEePEeKPUCTAIIN30BaTh U3 OPraHMYECKUX pacTBOpHUTENel (TOIyoJ, TeKCaH,
alleTOH, JTaHoJ)?,

AMP 'H & (.4, IMCO-d): 2.00 (3H, ¢); 6.69 (2H, A, J = 8.8 Tw); 7.36 (2H, 4, J = 8.8 Tw);
9.16 (1H, ¢); 9.67 (1H, ).

AMP 3C & (m.a., AMCO-dg): 23.6; 114.9; 120.8; 130.9; 153.0; 167.4.

1
2

MeTtonuka mepeKprcTaIn3alud onrcana B pasa. bl.4.

Buibop onmumanvneix ycnosuii nepexpucmaniuzayuu. Jns storo momemaror mo 25-50 mr
rmaparmeramolia B 4eThIpe KOHHUYECKHX KoJObI Ha 10 mul, 100aBISIOT HEOOXOIUMOE KOJIH-
YECTBO PACTBOPUTEINS M HATPEBAIOT JIO IOJHOTO PACTBOPCHHS OCAJKa. 3aTeM OXJIAXKIAIOT
KOJIOBI Ha JIBIY U ONpPEACISAI0T Hauboliee TMOAXOASMINKA IS MepEeKPUCTAIUIN3AUN PACTBO-
putens. B3BemmBaoT 1 T HCXOAHOTO Mapaneramoia, IMOMEIAT B KPYIVIOJOHHYI KOJIOY
Ha 25 MJI, CHa0)KEHHYIO OOpaTHBIM XOJIOJMJIEHUKOM, MPHIIUBAIOT HEOOXOIUMOE KOJTHYECTBO
BEIOPAHHOTO paHEe PACTBOPUTEINS W HATPEBAIOT HA IUIUTKE JIO PacTBOPEHHs Ocajaka. 3a-
TEM OXJIAXKTAIT KOJIOy, MPH HEOOXOTUMOCTH 3aTHPAIOT IIMAaTeNeM s 0ojee OBICTPOro
BbIMasieHNs ocanka. Ocagok OTQUIBTPOBBIBAIOT M CYIIAT HA CTEKIISTHHOM (HIBTpE.
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b1.4. Mepexkpucmannusayus op2aHuyecKux eeujecme

b1.4.1. Tlepexkpucraniu3anus NOJTYMHKPOKOJINYECTB alleTAHUINIA
U3 BOJABI ¢ MPUMEHEHHEM aMITYJIbl

NAB. c. 28

[IpenBapuTenbHO M3TOTOBISIOT U3 JIETKOILIABKON MPOOUPKHU WM TPYOKH am-
myny nuamerpoMm 10-12 mm u mnwHO#H 70-80 MM. OTTSHYTHIH KOHEI[ aMITyJIbI
IOJDKEH MMETh AuaMeTp 2—3 MM; B HETO BCTABIAIOT MaJCHBKHH KyCOUEK
BaThl W YIJIOTHAIOT MPOBOJIOKOH. BeIcTynarommii HapyXXy OCTaTOK BaThl 00-
pe3arT HOXKHULAMH MO KPaKw aMmyibl (HMJIX OO0XUrarmT MIaMeHeM ropel-
ku). B crakan wiu konbouky oobemom 7—10 mu momemaror cmech 100 mr
aleTaHUInaa ¢ 3 MJ BOJBI, HarpeBaroT A0 kuneHus. Eciam mpm sToM Bermie-
CTBO HE PAaCTBOPSAETCSA MOJHOCTHIO, TO nobapisroT eme 0.2-0.3 M BOIHI,
4TOOBI PacTBOPEHUE OBUIO MOJHBIM. ECIH pacTBOp OKa)XeTCs OKPALICHHBIM,
TO €ro OXJIaXIaloT, JOOABISIOT HA KOHYMKE IIMNATeNs aKTUBUPOBAHHOIO YTJIs
U KUNATAT 3—4 MuH.

Jnst oTHeneHus pacTBOpa OT HEPACTBOPUMBIX IMpUMeECEl M YTis MPOBO-
ST GUIBTpOBaHWE B amiyiny. J[Js 3TOro MPUrOTOBJICHHYIO aMIyJy C BaTHOM
MpoOKOW HArpeBalOT HA IIAMEHU TOPEJKH M MOTPYKAIT OTKPBITHIM KOHIIOM
B YHCTHIA pactBoputensb (Boay). IIpu OXIaxIeHHW B aMITylly 3aTSTHBAETCS
0.2-0.3 M Boabl. 3aTeM OCTOPOIKHO IMEPEBOPAYHUBAIOT aMITYJy, HArPEBAIOT
BOAY B HEW N0 KWUINEHHUS B TedeHHe ~1 MUH; MPH 3TOM BO3JYX U3 aMITyJIbI
BBITECHSIETCS] MTapaMU BOJBL. [OpsAYyI0 aMmIlysly MepeBOPauyMBAIOT M OTKPBITHIH
ee KOHel[ ObICTPO MOTPYKAIOT B TOPSYUI pacTBOp aleTaHWIUAA 10 JAHA CTa-
kaHa. [Ipu oxJaxkIeHWH pacTBOp aleTaHWwInaa QUIBTPYETCsS 4epe3 BATHYIO
npoOky B amnyiy. Korjga Bech pacTBOp mepeiieT B amIryiy, B CTaKaH MPHIIH-
BaroT 0.2-0.3 M1 ropstueii BoAb! (Ul MIPOMBIBKH IIPOOUPKH M BaTHOM MPOOKH),
KOTOpasi aHAJIOTHYHBEIM 00pa30M BCACHIBACTCS B aMITyIIy.

IlepeBepHyB amMiyily BHU3 JHOM, CTaBST €€ B CTaKaHUYUK C JIEASHON BOIOM,
Imociie OXJaXKICHUS JACNaloT HaJape3 Ha IIeiike aMmIyibl, OTIaMBIBAIOT BEpPX-
HIOI0 YacTh aMMyNbl W OT(HHUIBTPOBHIBAIOT BHIMABIINE KPUCTAIIIEI HA MHK-
poBopoHKe. KpucTamiel moMemarT Ha 9acoBOE CTEKIIO, CYIIAaT Ha BO3IYyXe,
B3BEIIMBAIOT U OMPEACIoT T. L. [Tomydator 65—-70 Mr umcToro ameTaHWIHIA,
T. 1. 115 °C.

b14.2. Tlepexpucranimsanusi GeH30iiHOIl KHCIOTHI U3 TOTy0 12

B xpyrmomoHHy0 KOnOy e€MKOCThIO 25 Mil, CHAaOXXEeHHYI0 OOpaTHBIM XOJO-
JTAIBHUKOM, TIOMENaT 2 T OCH30WHOW KHCIOTHI, JOOaBISAIOT 6 MI TOJIyoJia
M HarpeBalmT Ha IUIMTKE 10 KHUIEHHS. ECIM pacTBOPHUTCS HE BCS KHCIO-
Ta, OTCTABISAIOT IUIMTKY W 4Yepe3 XOJOMUIBHHK J00aBisioT eme 2-4 i
pacTBOpPHUTEIA W BHOBb HarpeBalT CMech 10 KuneHusa. Ilocie pacTBope-
HHS BEIIECTBa PacTBOP (PUIBTPYIOT OT HEPACTBOPHMBIX NMPUMECE Ha BO-
pOHKEe 1y Topsduero (GUiabTpoBaHHS B HEOONbIIOW cTakaHUYWK. CTakaHYUK
[IOMEIIAl0T B Jjei. BeImaBinrme KpHCTAMIbl OT(QHIBTPOBBIBAIOT Ha MHKDPOBO-
POHKE ¢ OTcachlBaHWEM M cymar Ha Bo3ayxe. [lomydatror 1.4 r GeH30HHOM
kucioTel, T. mia. 121 °C.
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b1.4.3. Kpucrajum3amnus JerkonjaBKuX BellecTB
W3 OPTraHMYeCKUX PaCTBOPHUTEJIEH

MOX. c. 105

Jnst kpucTamIM3alui OpraHMYeCKUX BEIIECTB C HU3KOW TeMIlepaTypou IiiaBiie-
uus (30-60 °C) BeliecTBO pacTBOPSIIOT B PACTBOPHUTENE, KOTOPBIA HArpEBAIOT
no temmneparypsl Ha 8—10 °C HmKe, YeM T. II. BemlecTBa. Eciu pacTBOpHUTEID
IeperpeBaTh, JETKOIUIABKOE BEIIECTBO BBHIACISETCS B BUAE Macia.

b1.5.  Awanumudeckas u npenapamuenas xpomamozpagus

B15.1. Anaaus cMecu auauTpodenuarnapasonos (JIH®I)!
Ha macruake «Silufol»
Jlab. c. 31; Opr. 7. 1. c. 106

Bripesarot Hebombiryto miactuaky «Silufol», mo ropusonrtanu (akkyparHo
0003Ha4YaeTcs MPOCTHIM KapaH[AIIOM) Ha PacCTOSHUH 1 CM OT HUXHEro Kpas
IJIACTHHKA HAHOCST C IMOMONIBI0 KaIMIIApa oOpasIbl CTaHIAPTHBIX Z[H(IDF2
(pactBopel B CHCI;) u xontponsayto cmech JJH®T, nonyuenHyro oT mpernoaasa-
tenst. [l HaHeCceHUsT KaXIOTO PacTBOpA MONB3YIOTCS OTACIBHBIM KATMILIIPOM,
JWaMeTp TATHA JOJKEH ObITh He Oojiee 3 MM. B cTakaH HamWBarOT JIIOCHT —
cMech pacTBopuTeleil (meTposieinsiii a¢up : aumerod : xaopodopm = 19 : 3 : 3)
B TaKOM KOJIMYECTBE, YTOOBI KOHEIl MOMEMIAeMOH 3aTeM TyAa IIACTHHKHA MOT
OpITh TOTpykeH B pactBopurens Ha 0.5 cm. [latma JH®I He momkHEBI pas-
MBIBaThCs AMI0eHTOM. CTakaH CBEPXY HAKPBIBAIOT CTEKISIHHOM IJIACTUHKON HiIn
yamkoil Ilerpu. Ilocne Toro kax pacTBOpPUTENb NOJHUMETCS MOUYTH OO BepXa
IJJACTUHKH, €€ BBIHMMAIOT, OTMEUAl0T KapaHaamom mpober (gpoHTa pacTBo-
puTeNIs M TOJNOXKEHUE IATEH Ha Xpomarorpamme. Ecim msTHa BHUIHBI ILTOXO,
TO IJIACTHHKY BBICYIIMBAIOT HA BO3AYyXE U 3aTEM IOMEIIAIOT B SKCHKATOP C Ia-
pamu woxa. PaccumteiBaroT 3Hauenue R; mis crangaptHeix JH®I u cmecwu
U OIPEAEISAIOT COCTaB KOHTPOIBHOU CMECH.

b1.5.2. Pa3nenenue cmecu ¢eppoieHa u auerusadeppoueHa
NAB. c. 41

JInst pasaeneHns CMECH YKa3aHHBIX BEIIECTB MCMONB3YIOT MPENapaTUBHYIO KO-
JIOHOYHYIO XpoMaTorpaduro’.

Xpomarorpaduueckyro KOJIOHKY, CHAOKEHHYK KPAHOM HIIM 3KUMOM, 3a-
KPEIUISIOT BEPTUKAIBHO B JIAlKE INTATHBA M KIadyT Ha JHO KyCOYEK BaThl’.
[pujepkuBas BaTy CTEKJISHHOW MaJOYKOW, BIMBAIOT B KOJOHKY 10 mi me-
TposieiiHOTO >(dupa, BaTy OTKHUMAIOT MaJOYKOW U yHaleHHs BO3IyXa.

1 Cwm. pasn. A4.l.

JIH®I" — obmiee Ha3BaHue s 2,4-ATMHUTPOPCHUITHAPA30HOB KapOOHMUIIBHBIX COCIUHCHHUH,
KOTOpBIC HY)KHO aHAJIM3HPOBATh.

3 Cwm. pasn. A4l

B ToM ciyuae, ecnu KoJOHKAa He CHaOXeHa (MIBTPYIOIIUM JHOM.
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3aTeM MPUIMBAIOT XOPOIIO MPOMEIIaHHYIO CYCIICH3UIO OKCHIA aTiOMHUHIUSI
(35-40 r Al,O; B 50-60 mn merporeiinoro 3¢upa). Kpan KoJOHKH MPHOT-
KpBIBAIOT U JIAI0T CYCIECH3HH OCECTh, OJHOBPEMEHHO CIUBas U30BITOK pac-
tBoputens. Kpan 3akpeiBaror. CMmech (depporena u anetuiadepponena (0.2 r)
pacTUPAIOT B CTYNMKE ¢ 2 T OKCHJA aJIOMHUHUS M HAHOCAT HAa KOJOHKY BCYXYIO
poBHBIM citoeM. CBepXy KJIaIyT KycOUeK BaTKH, HAIWBAIOT METPOJCHHBIH ddup.
KpaH OTKpBIBAIOT W HAOJIONAIOT 32 MPOLIECCOM pa3lelieHUs] BEUISCTB, A00aBIsis
neTpoJIeHHbIN 3up U He momyckas momaganus Bo3ayxa B cioi Al,Oz; Hero-
nsipHBIE eppolier obpasyer Ooliee MOABIKHYIO OKpalleHHYI0 30HY. [1o OKOH-
YaHUU DIIIOUPOBaHUS (eppolieHa BTOPYIO OKpalleHHYIO (pakiuio (MoaspHBI
aneTuidgeppoleH, MaTOMOABIKHAS OKpAIICHHAs 30HA) CMBIBAIOT C KOJOHKH
cMecbio OeHzona ¢ nudaTuinoBbIM 3dupom (1:1). CoOpannble ¢Gpakuuu yma-
PHBAIOT, ONMPENCNSIOT MAcCy BBINEICHHBIX BEHIECTB M MX T. Iul. KoHTpoib 3a
paszieIeHUeM BELECTB MOXHO MpoBOoAUTH npu noMomu TCX B nerponeiHoM
a¢upe. Jns mposenenus pasnencHus Heodxomumo 200-250 mur merposeiiHOTO
a¢upa u 150-200 mn gmstmnoBoro 3dupa. T. mn. deppouena 172-173 °C,
anerungepporena — 85-86 °C.

Bb1.5.3. Pa3neneHue cMecu a300€H30J1a U O-HUTPOAHWIMHA
JIAB. c. 41

B xpomarorpaduueckyro KOJIOHKY OMUCAHHBIM B MPEIBIAYIICH METOIUKE CIIO-
cobom momermiawt 15 r cycnensuun Al,O; B 40 mu CCl,. TToBepx ciost HO-
CUTENsl TOMENIAIOT KyCO4YeK BaThl. B KkonoHKy BiauBaroT pactBop 0.1 r cmecu
azoben3ona u o-uutpoanmwiuHa (1:1) 8 10 max CCl,. ITocie Toro kak ypoBeHb
pacTBopa MOCTHTHET BaThl, MOCTENCHHO NO0OAaBISIOT JMIOCHT, CIEls 3a TEM,
9TOOBI B HOCHUTEIb HE MOMall BO3AyX. Uepe3 HEKOTOpOE BpeMsl B KOJOHKE IO-
SIBIISIIOTCSI JIBE OKPAIIICHHBIC 30HBI. BEPXHSs (TEMHO-XKENTast) — O-HUTPOAHUIIKH,
HWKHSS (CBETIO-KenTast) — a300en30i. [Tocie Toro kak HuxHsS (pakims Oymer
MOJHOCTBIO COOpaHa, HUTPOAHWIIMH SIMIOUPYIOT TUITUIOBBIM 3(PHUPOM, CMEHUB
npuemHuk. CoOpaHHbIe (ppakiMy yHapHBaKOT, OMPEACTISIOT MacCy BbIIEICH-
HBIX BEIIECTB U WX T. M. J[Js MpoOBeAeHHs pa3ielCHUS HEOOXOAMMO CyM-
mapuo 80 mu CCl, u ~40 mn gustunosoro 3dupa. T. i azobenszomna 68 °C,
o-uutpoanmimHa 71 °C.

b2. HENPEAE/bHLIE COEANHEHUA

B2.1. Huxaorexcen

Memoo A MK-b. c. 33

OH 50,
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LinknorekcaHon 20r CuHTes npoBoaAT
H,SO, KoHu. 2 mn B BbITAXKHOM WKady

B kpyrononnyro xonby emkoctsio 100 mi1, cHaOXEeHHYIO KOPOTKUM neduierma-
TOpOM! ¢ TEPMOMETPOM, HUCXOSAIIMM XOIOJMILHUKOM C aJOHKEM M IIPHEMHH-
KOM, KOTOPBIH OXJXIAIOT B 0aHe co JbA0M, moMemarT 20 T UKIOoTeKCaHoa
u 2 mia xoHn. H,SO,. PeaknuoHHyI0 cMech HarpeBarOT Ha TUTHUTKE FUIM Ha
necyanoit 6ane 1m0 150-160 °C m coOuparOT MEIICHHO OTTOHSIIOIIMKICS ITHC-
TAJUIAT B TpUEeMHUK. Uepe3 2 daca HarpeBaHue NpPEKpamaloT U TpuOaBISIOT
k auctmuiaty NaCl no o6pasoBaHusl HACBIIIIEHHOTO BOJHOIO PacTBOpa, OTIE-
JSIFOT IUKJIOTEKCEH B JICMUTEIBLHON BOPOHKE M Cymiat ero npokaneHubiv CaCl,.
Honyuaror 11.5 r (70% ot Teoperuyeckoro), T. kum. 84 °C / 760 mm prt. crT.,
ng 1.4465.

YucToTa IMUKIOTEKCEHAa MOXKET OBITh MPOKOHTpoNHpoBaHa meromoM TCX
(mnactunka «Silufol», pacrsopurens CHCl,, cBugerens — muKIOreKcaHoi)?.
B ciyyae HE0OXOMUMOCTH ISl OYUCTKH OT CIIEAOB MCXOJHOTO CHHUPTA IIHKIO-
FeKCEeH cieayeT NpokunsaTuth Haja HatpueMm (~0.2 r) u 3arem meperHarb Haj

Harpuem®,

Memoo b
TuA. c. 53
O hypo,
_—
A
LinknorekcaHon 10r CuHTes npoBoAAT
H;PO, 85%-a 5r B BbITAXKHOM WKady

B xpyrmogonnyio koiby eMmkocThio 250 Mi ¢ HacaakoW I NEepeTOHKH
(cm. meron A) nmomemaror 10 r muknorekcanona, 5 r 85%-it pocdopuoit
KUCIOTH W HarpeBaroT cMech no 120-160 °C, orronss oOpa3oBaBmIHCS
OUKIOTEKCEH W BOAY B IpHEeMHUK. [lociie 3TOro mUKIIOTeKCeH OTAEISIOT, CyIIaT
XIOPHUIOM KanbItust U meperoustot. [lomyuaror 6.6 r (80% ot Teopernueckoro),
T. ka1 83 °C / 760 mm pr. ct., nZ 1.4460.

AMP H 6 (m.4., CDCl3): 1.61 (4H, u. m.); 1.99 (4H, u. m.); 5.66 (2H, ¢).
AMP 3C & (m.4., CDCly): 22.7; 25.2; 127.2.

1 4-5 «emouex».

CM. pasn. A4.1.

3 Mepsl MPefOCTOPOKHOCTH MpH paboTe ¢ METANTMYeCKUM HaTpueM cM. pasn. Al.2.
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B2.2. (E)-1,2-TndpenusndTriieH (mpanc-cTuab0eH)
Qe O
B
A
OH
1,2-AndeHnnstaHon 10r CuHTe3 npoBOAAT
HCl 10%-5 100 mn B BbITAXKHOM WIKady
3TaHoN 50 mn

B kpyrnomonnyio konOy eMkocThio 250 M, cHaOXeHHYI0 OOpaTHBIM KO-
nongunapHukoMm, momemniator 100 mum 10-12%-#t HCl u npubasasioT
10 r 1,2-gudennnstanona. [lomyueHHYI0 CMeCh KUMATAT 2 4yaca Ha 3JIEKTPO-
mwinuTKe (MOAMepKUBasi HHTCHCUBHOE KHUIICHUE), OXJAXKIAIT Ha BOASHOW OaHe
u BbutHBaOT B 200 My xomomHo# Bojwl. [lomydeHHYIO0 cMech (PHIBTPYIOT, Ooca-
JOK OT)KMMAalOT Ha (QHUIBTPE M MEePEeKPHCTAIIN30BHIBAIOT U3 MHHHMAaILHOTO
o0beMa dTaHoJa. BeimaBimme KpuCTamuibl OTGUIBTPOBHIBAIOT, TpoMbIBatoT 20 Mt
sTaHona u cymar Ha ¢uusrpe. T. . 125 °C.

AMP H 6 (m.4., CDCl3): 7.19 (2H, ¢); 7.34 (2H, 7, J = 8 Tu); 7.43 (4H, 7, J = 8 Tu);
7.59 2H, g, J = 8 ).
AMP 3C & (m.g., CDCl,): 126.5; 127.6; 128.61; 128.63; 137.3.

B2.3. mpanc-1,2-JIndpoMuuKIoreKcan’
Opr. . I. c. 361
Bl’z Br
B —

O CCly Br
LinknorekceH 10r CuHTe3 npoBoOAAT
bpom 18r B BbITAXKHOM WKady
CCl, nnn CHCl4 40 mn

B Ttpexropmyio kpyrinomoHHyro kon0y emkocThio 100 mu, cHaGxeHHyIO Tep-
MOMETPOM, MEMIAJKOW, KarmeJIbHOH BOPOHKOW W OOpaTHBIM XOJIOJHIBHUKOM,
momerafor 10 r nukmorekcena B 30 mu CCl, mnn CHCI; n oxmaxparor pac-
tBop m0 0 °C. Ilpm temmeparype 0-5 °C mpubaBisAlOT MpU XOpOIIEM Iepe-
MEIIUBaHUH 1O KarisM pactBop 18 r 6poma B 10 mur TOro ke pacTBOpUTENS
C TaKO#W CKOPOCTHIO, YTOOBI TEMIEpaTypa MOAACPKUBAIACH B 33JaHHOM HHTEP-
BaJie¢ U HE MOSBISIACH OOJBIIast KOHICHTPAHS HEIPOPEarupoBaBIIero opoma
(~2 uaca). ITocine oxkonuanus peakuuu (0GeCIBEYHBAHUE PACTBOPA) OTTOHSIOT

! Buumanue! Bce numdul U KpaH KaneJabHOH BOPOHKM NpH paGoTe ¢ GPOMOM CMa3bIBAIOTCS

(docpopHoii kucaoroii. Bce padoTbl ¢ GpOMOM NPOBOAATCA B BBITSDKHOM IIKady.
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PacTBOPHUTEIL HAa POTOPHOM HcmapuTesne. OCTaTOK MEPETOHSIOT B BaKyyMel.
Boixog 28 r (95% ot teopermueckoro), T. kum. 96 °C / 11 mm pT. cT.,
n3® 1.55402,

AMP H & (m.g., CDCl3): 1.52 (2H, m); 1.75-1.95 (4H, m); 2.35-2.50 (2H, m); 4.45 (2H, m).
AMP 3C & (m.g., CDCl,): 22.4; 32.0; 55.1.

B2.4. 2,3-1n6pom-3-peHUINPONAHOBASI KHCJI0TA
(muOpomMKopuUHAsT KHCJIOTA)
COI. 6. 5. c. 74

Br
\/COOH Br, COOH
—_—
©/\ CCly r
A
KopunuHasa kucnota 3r CuHTe3 npoBoaAT
bpom 32r B BbITA)KHOM LIKady

Cdl, 40 mn

B tpexropayro xonby emkxoctsio 100 mil, cHaOXeHHYIO MEIIaNKOH, KarelbHOH
BOPOHKOH M OOpaTHBIM XOJOIMJIBHHKOM, MOMEIAIOT 3 T KOPHYHON KHCIIOTHI,
30 mu CCl, m moBomsT pacTBop A0 KuIleHHs. [IpH HepeMelIMBaHUN K PacTBOPY
no KaruisaM jgo0asisitoT pactBop 1 mu 6poma B 2 Mt CCl,. Tlocne no6aBienus
TpPEeTH pacTBopa OpoMa Ha4YWHAET BBLAEIATHCS OCATOK AMOPOMKOPHYHON KHC-
JIOTHI, YTO COINPOBOXKAAETCS BBIEICHHEM Teruia. Bo BpeMmsi OypHOU peakiuu
HarpeBaHHe CIelyeT NMPeKpaTHTh, a 3aTeM NpoxokuTh eme 30 MHH mocie
OKOHYaHMA npubasnenus Opoma. Cmeck oxmaxkzaaior no 10 °C, orduasrpo-
BBIBAIOT OCAJOK Ha BOPOHKE BloxHepa, MpOMBIBAIOT HEOOJBIINM KOJINYECTBOM
xonogHoro CCl,. Beixox BeicyiieHHOro Ha Bo3ayxe npoaykra 5.6 r (90.3% ot
TeopeTHudeckoro), T. mwi. 197-204 °C.

KonTpons unctoTsl obpasna mpoBogaT metonoMm TCX. Ry mubpoMKopHIHOM
kucaotel 0.27. Cucrema: C,HsOH/xont. NH; = 5:1 mo o6wsemy. Eciiu nipeamo-
JaraeTcs AanpHeimas pabora ¢ TUOPOMKOPHYHOM KHCIIOTOHM, TO KOIHYECTBa
WCXOIHBIX BEIIECTB CIeNyeT YBEIMIUTh B 5 pas.

AMP 'H & (m.a., AMCO-dg, CDCl5): 5.06 (1H, &, J = 11.8 Tw); 5.43 (1H, g, J = 11.8 Tu);
7.35 (3H, m); 7.51 (2H, m); 13.5 (TH, ywwup. c).
AMP '3C & (m.a., AMCO-ds, CDCly): 47.3; 51.5; 128.1; 128.5; 128.9; 137.9; 168.8.

CuHTE3 ¥ IEeperoHKy JKeJlaTelIbHO NPOBOIAWTH B OAWH JEHB.

Tomy4yeHHBIH TPOIYKT 9acTO TEMHEET IPH CTOSHUH. UTOOBI ATOr0 HE MPOMCXOIUIO, OCTAaTOK
Hocjae OTTOHKH PacTBOPHTENsl BCTpsixuBaroT 5 MuH ¢ 20%-Mm crnimproBeiM pactBopoM KOH
(B xonmuuectBe 1/3 06beMa 04MIAEMOTO MPOLYKTA), pa30aBiIsAIOT PaBHBIM 0OBEMOM BOJIBI,
OTMBIBAIOT OT IIEJNIOYM BOXOH, cymar npokaneHHbIM Na,SO, nim MgSO, u neperosror B
BakyyMme. IIpn ouncrtke Tepsiercs ~10% mnponykra.

2
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B2.5. 2,3-Iuopom-3-(4-x10pheHuT) MPONAHOBA KHCJI0TA
(mMGpoM-n-XT0PKOPHUYHASI KHCJI0TA)

Br
/@/\/COOH Br, COOH
B —

n-XnopkKopuyHaa Kncnota 6.1r CuHTEe3 NnpoBOQAT
bpom 1.7 mn B BbITAXKHOM WIKady
Cdl, 50 mn

CHCl4 50 mn

STunaueTaTt 30 mn

B xpyrmomonnyio konby emkocTthio 100 My, cHaOXEHHYIO MEIIAIKOH, KarelIbHOH
BOPOHKOM M OOpaTHBIM XOJOJMJIBHHKOM, IoMemaioT 6.1 T n-XJIOpKOpHUIHOI
kucinotel U 40 ma CCl,. CMeck HarpeBaroT 10 KUIICHUS WM NPH MepeMenInBa-
HUM nocteneHHo npubasnsior 1.7 mun 6poma B 10 mi CCl,. IMocne mobasie-
HUS BCEro KoNW4ecTBa OpoMa cMech KHIIATAT MPH NMEepPEeMENINBAHNN B TEUEHUE
gaca. PeakmOHHYI0 cMech OXJIaXIAIOT 10 KOMHAaTHOH TeMIlepaTyphl, 0CaIoK
OT(MIBTPOBEIBAIOT W MPOMBIBAIOT €T0 Ha (MIBTPE HEOONBIINM KOJIMYIECTBOM
xonogaoro CCl,. K nonydyenHomy ocanky mpubasistor 50 mi xiopodopma,
HArpeBaroT A0 KHUIIEHUS W MPHOABIAIOT K KHILAIIEH CyCIIEH3MH STHIIALETaT JI0
MIOJIHOTO PacTBOpPEHHA ocajaka. IlomydeHHYI0 cMech OXJaXJTaloT NpH Iepe-
MEIINBAaHUM B JIEASHOW OaHe, BBHINABIIHN 0CaJOK OT()HIBTPOBHIBAIOT, MPOMBI-
BAalOT NEHTAaHOM W cymar Ha ¢uisrpe B TedeHue 10-15 munyT. Bhixom 8.6
(75% ot TeopeTuueckoro).

AMP 'H & (m.a., AMCO-dg): 5.25 (1H, &, J = 11.7 Tu); 5.53 (1H, g, J = 11.7 Tu);
739 (2H, o, J = 8.6 Tu); 7.63 (2H, A, J = 8.6 Tu); 12-14 (1H, yw.).
AMP 3C & (m.a., AMCO-dg): 47.0; 50.6; 128.7; 130.4; 133.6; 137.5; 169.0.

B2.6. [(E)-2-BpomaTennn]oen3on
u [(Z)-2-6pomdTenni]oenson (o-6pomMcTupo.’)

lr.c. 168
Br
H
COOH  \1a,cOyH,0 B N
T2y +

Br AN Br
AnbpomkKopmruHasa KnucnoTta 15r CvHTe3 npoBoAAT
Na,CO;, 10%-n pacTBOp 90 mn B BbITAXKHOM WKady

! TIpenmapar MoXeT BBI3BIBATH AJUIEPTHIO.
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B xpyrnogonnyro konly emkocTbto 250 mil, cHaOkeHHYIO OOpaTHBIM XOJIO-
OUIBHUAKOM, momematoT 15 r aubpomkopuunoit kucioTsl 1 90 ma 10%-ro
pacTBopa CcoOAbl M KHOATAT B TeueHue 1.5 uaca. BeimaBuiee Ha AHE KOJIOBI
XKEJITOe Maclio OTAEINSIOT B JETUTENbHON BOPOHKE, a BOJHBIA CIIOW JKCTpa-
rupyioT 3¢upom. OObeIUHEHHBIE OPraHUYECKHUE BBITSKKH MPOMBIBAIOT BOJOM
u BeicymmBaT Hag CaCl,. Ddup orroHstor Ha poropHOoM Hcmaputenae. OcTaTok
MEPEroHSIOT B BaKyyMe ¢ M00aBICHHEM OJHOTO-IBYX KPHUCTAILUIOB THAPOXHHO-
Ha. [oxydator 6 T (67% OT TeopeTHIECKOro) ®-OPOMCTHPONIA B BHIE CMECH
yuc-, mpanc-uzomepoB. lns mpanc-uzomepa: T. kum. 108 °C / 20 mm pT. cT.,
n& 1.6093. Ins yuc-usomepa: T. kum. 96 °C / 20 mm prt. ct.; nd 1.5997.

Ona mpaxc-nsomepa:
AMP 'H & (m.a., CDCly): 6.70 (1H, A, J = 14 Tu); 7.04 (1H, A, J = 14 Tu); 7.20-7.35 (5H, m).
AMP 3C 6 (m.g., CDCl,): 106.5; 126.0; 128.2; 128.7; 135.9; 137.1.

B ciyuae yuc-n3omepa aTOMBI BOJOPONA IPU TBOHHOW CBS3H MPOSBISIOTCS
B crektpe AIMP 'H B Buze asyx my6neros 6.40 m.a. (J = 8 I'u) u 7.02 m.1.
(J = 8 I').

B2.7. (1-BpomBunmII)GeH30 (0-OpoMCTHPOIT)

J. Org. Chem. 1976. V. 41. P. 3925

Br Br
X Bn Br KOH, H,0/C¢Hs
_bra RO, R0/CeMe
CHCI3 TIBAX

a) 1,2-/lubpom-1-penunsman (Oubpomcmupon)

Crupon 5r CuHTe3 npoBoOAAT
bpom 84r B BbITAXKHOM LiKady
Xnopodopm 14 mn

B Tpexropiyro KpyrioJlloHHYIO KoJIOy eMKocThio 50 Mi, cHaGXeHHYHO Mmar-
HUTHOW MEIIaIKOW, TEPMOMETPOM, KareabHOW BOPOHKON M BO3AYIIHBIM XOJIO-
IOUIBHUKOM, ImoMemaioT pactBop 5 r ctupona B 7 mia CHCI; u npu unrencus-
HOM IepEeMEIINBAaHUU U OXJIAXKJIECHUU N00aBisAt0T pacTBop 8.4 T Opoma B 7 M
CHCI; Temmeparypa cMmecu He OO/KHA mogHumarbes Beime 15 °C. Buuma-
nue! Hmwke 5 °C peaknmoHHass cMech TBEPACET, YTO JICIACT HEBO3MOXKHBIM
nepememnBanue. [locne noOaBiIeHUs BCEro KONMMYECTBa OpoMa peaKkIHOHHYIO
cMech BeiepxkuBatoT 1 yac mpu temmeparype 20 °C. 3aTem pacTBOPHUTENb OT-
TOHSIOT Ha POTOPHOM HCIIApUTENE OO0 IOCTOSHHOM Macchl. Beixom 12.7 1 (ko-
JUYeCTBEHHBIN). TTonydeHHBIH TakuM 00pa3oM IUOPOMCTHPOJ MPEACTaBISET
co00i1 BS3KOE MAaciao WM KPUCTAJUIMYECKOE BEIICCTBO M MOXKET OBITh MCIOIb-
30BaH B CIEAYIOIIEM CHHTe3¢ 6e3 MpeBapUTEIbHON OUNCTKY (IIEPETOHKH FLTH
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NEePEKPUCTAIUTN3AINH). AHATUTHYECKH YHCTHIM AUOPOMCTHPON MMEET T. KHIL
133 °C / 19 mm pr. ct, T. 1. 74 °C.

AMP 'H & (m.a., CDCl3): 4.04 (2H, u. m.); 5.11-5.16 (1H, m); 7.36 (5H, u. m.).
AMP 3C & (m.4., CDCly): 35.00; 50.87; 127.60; 128.79; 129.09.

6) (1-Bpomeunun)benson (a-opomcmupon)

AunbpomcTtrpon 1361
KOH 13.2r
TIBAX 05r

benson 20 mn

B Tpexropnyio konly emkocTthio 250 My, CHaOXXEHHYIO MEXaHHYECKOH Me-
ITaJIKOM, KameJbHOW BOPOHKON M OOpaTHBIM XOJIOAMJIBHHKOM, MOMEIIAI0T
13.6 T gubpomctupona u 20 mn 6enzona. K momydenHoMy pactBopy moOaBISIOT
pactBop 13.2 r KOH B 20 mu Boast u 0.5 r TOBAX (TpusTHIOeH3UIAMMOHSI
xaopu). CMech KUMATAT 3 yaca MPU MHTCHCHBHOM IepeMeninBanun (Mexdas-
Hasl peakLys B CHCTEeMe BOAa—0EH3011, MOITOMY HEOOXOAMMO MHTEHCHUBHOE Iiepe-
MEIIMBAaHUE). YBEIMUCHHE BPEMEHU PEAaKIMU HEXKENaTeJIbHO, TaK KaK MOXKET
obpasoBarbcst mpuMech (peHmmanernieHa. [lo okoHUaHWHM peaknuu OCH30Jb-
HBI PacTBOP OTAEIAIOT, MPOMBIBAIOT BOJOH M KoHI. pactBopoM NaCl, cymar
6e3BogapM MQSO,. YmapuBaHue pacTBOpa MOYKHO BBIITOJHHUTH B IEPETOHHOM
konoe. Ilocne nmeperonku B Bakyyme nonydarot 7.5 r (85% ot Teoperuueckoro)
a-6pomctupona, T. kum. 80-83 °C / 10 mm pr. ct., n¥ 1.5880.

AMP 'H 6 (m.a., CDCly): 5.83 (1H, A, J = 2 Tu); 6.16 (1H, g, J = 2 Tu); 7.35-7.42 (3H, m);
7.64-7.67 (2H, m).
AMP 3C & (m.a., CDCly): 117.6; 127.2; 128.2; 129.0; 131.0, 138.5.

B2.8. 2,3-Au6pom-1,3-nudenn-1-nponanox
(muépomua GensuauaeHaneToeHoOHA)
COn. c6.1. c. 187

(0] Br O
BI'2
B —

= O § O
BbeH3unnpeHaueTodbeHOH (xankoH) 104 r CuHTe3 npoBOAAT
Bpom 8r B BbITA)KHOM LIKady
STnnoBbIN cnupT 96%-1 24 mn
Cdl, 30 mn

B Ttpexropiyio xon0y emxoctsio 100 mil, cHaGKEHHYIO MEIIANKOH, KaneIbHON
BOPOHKOI U 0OpAaTHBIM XOJOJHIBHUKOM, moMenaroT pactBop 10.4 T OeH3MIUICH-
aueropenona B 30 ma CCl,, oxnaxaaroT koji0y JIbAOM U MPH MEPEeMEIIMBAHHH
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MeIJIeHHO TpuKanbiBaioT 8 r (2.6 mu) 6poma. ITocne okoHUaHHS TPUOABICHUS
OpoMa BBINIABIIMKA OCAZ0K MUOpoMHIA OCH3MIUACHANeToOPeHOHA OT(HUIBTPOBHI-
BAIOT, MPOMBIBAIOT HA (UIBTPE TOPSYMM CIOUPTOM (2X12 MJI) W BBICYNIHBAIOT
Ha Bo3ayxe. Beixog 15.5 r (84% or teoperuueckoro), T. mi. 156-157 °C.

AMP H 6 (m.a., CDCly): 5.66 (1H, A, J = 11 Tw); 5.85 (1H, A, J = 11 Tu); 7.35-7.45 (3H, m);
7.50-7.57 (4H, m); 7.63-7.67 (1H, m); 8.09-8.13 (2H, m).

AMP '3C 6 (m.a., CDCl,): 46.8; 49.8; 128.3; 128.8; 128.9; 129.3; 134.2; 134.4; 138.2; 191.2.

B2.9. (1,2-Iuopom-2-pennmadTun)6en3ou (Me30-TMopoMCTHILOEH)

COIn. c6. 3. c. 231

Br,
—_—
a¢pup
mpaHc-CTnnbbeH 45r CuHTe3 npoBOAAT
bpom 43 r B BbITAXKHOM WiKady
Onatunosbin 3¢up 85 mn

B tpexropayw konbdy emkocTbio 200 My, cHaOXEHHYH MarHUTHOW Me-
AJIKOW, KameJbHOW BOPOHKOW W OOpaTHBIM XOJIOAWUJIBHUKOM, MMOMEMIAIOT
4.5 r mpanc-ctuiibbena B 75 mut adupa. K stomy pactBopy B Tedenune 10 mun
MIPU SHEPTUYHOM TepeMelIMBaHuU NpuKanbsiBaoT 1.4 ma 6poma. Uepe3 5 MuH
rnocjie Havaja gobOaBlieHUs OpomMa HayWHAeTCs BBIJEICHHE OelIoTo ocajaka.
[lepememmBanne IpoAODKAIOT B TeueHHe 1 waca mociie OKOHYaHUSA NpuOaB-
nenus O6poma. Ocajok OTPUIBTPOBBIBAIOT C OTCACHIBAHHWEM, MPOMBIBas Ha
¢dunsrpe (2x5 M) adupom 10 obecuBeunBanus. Beixon qudpoMcriiasbena 6.8 T
(79% ot teoperuueckoro), T. mi1. 235-237 °C.

AMP 'H & (m.a., CDCl3): 5.48 (2H, ¢); 7.38 (2H, 1, J = 8 Ty; 7.42 (4H, 7, J = 8 Tw);
7.51 (4H, p, J = 8 Tu).

AMP 3C & (m.g., CDCl,): 56.1; 127.9; 128.7; 129.0; 140.0.

b2.10. 1,1-iuxjop-2-¢peHNITUUKIONPONAH
-M. c. 281; Opr. 1. 1. c. 391

Cl Cl

X CHCl,
_—
NaOH, H,0

TOBAX
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Crupon 11.6 mn CuHTe3 npoBOAMNTCA
T3BAX 0.15r B BbITAXKHOM WKady
NaOH, 50%-1 pactBop 50 mn
CHCl; 50 mn

B tpexropmyio konby emxoctsio 500 mur, cHaOxkeHHYI0 3¢ (deKTHBHOI Mexa-
HUYECKON MEIIaNKOM, KalelbHOH BOPOHKOW W OOpaTHBIM XOJIOMMIEHUKOM, TIO-
memaror 11.6 ma crupona, 0.15 r TOBAX (TpudTHIOCH3WIAMMOHUS XJIOPHI)
u 50 ma 50%-ro pacteopa NaOH!. K cMecu mpu >HEpPrudHOM NepeMeInHBa-
HHUH B TEYCHHE NpUMEpHO ABYX uyacoB nobasisioT 50 mn CHCI;, ciens 3a Tew,
9TOOBI PEaKIMOHHAS CMECh BCE BpeMs OocTaBajach Temoi. [locie okoH4WaHUs
npubasnenus CHCIl; cmecp nepememmBaror emie 30 MHH, a 3aTeM BBUTUBAIOT
B 250 mur xomomHOW BOABL. OpraHWYECKHU CIOH OTAENSIIOT, a BOXHBIA JKCTpa-
rupyor CHCI; (2x25 mut). OpraHuueckue BBITSDKKH OOBEIUHSIOT, MPOMbIBA-
10T HacklmenHbiM pactBopom NH,Cl u Beicymmsaror man CaCl,?. Pacteopu-
TEJIb OTTOHAIOT Ha POTOPHOM HCIIApHTENIe, a OCTATOK IEPEroHSIOT B BaKyyMe.
[Ipn meperonke B BakyyMe PEKOMEHIYETCS HMCIOIB30BaTh TOJCTHIM KaIMILIAP,
TaK KakK pacTBop oueHb Bs3kuid. Ilomydaror 16 r (85% oT Teopermueckoro)
1.1-nuxmnop-2-pennmumrnonponana, T. kur. 106 °C / 8 MM pr. ct.; n3® 1.5521.

AMP H 6 (m.a., CDCl3): 1.90 (1H, aa, cuctema ABX); 2.01 (1H, aa, cuctema ABX);
2.96 (1H, pa, cuctema ABX); 7.29-7.43 (5H, m).

AMP 13C & (m.a., CDCly): 25.6; 35.4; 60.7; 127.5; 128.3; 128.8; 134.6.

B2.11. 7-Oxcaéunuxiio[4.1.0]rentan
(mMKkIoOreKceHoKCH I, 1,2-3MOKCHIUKIIOTeKCAH)

J. Am. Chem. Soc. 1955. V. 77. P. 2549

O
N—Br
g (L, e (Cp
—>

LinknorekceH 35 mn CuHTe3 npoBOAAT
N-BpomcykumHumng (NBS) 70 r B BbITA)KHOM LIKady
NaOH 157 r
Sdup 75 mn

! PaCTBOp 1IEJI0YH MOXXHO HNPUTOTOBUTH HAKAaHYHE, paCcTEPEB NPCABAPUTCIIBHO TBEPAYIO IIC-

Jg04b B crynke (ocmopoocno! ouxu!). Tlpu MCIOIB30BAaHUU PACTBOPA IIEIOYH MEHBIICH
KOHIICHTPALMH BBIXOJ MPOAYKTa CYLICCTBEHHO YMEHBIIACTCS.

Bce onvcaHHbIC BBIIIE ONEPAIUH JKEIATEIbHO BBINOIHUTD B OAWH JICHb U OCTaBUTH PACTBOD
Ha Houb (wiu Ha Henenro) Haj CaCl,.
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B xpyriomonHyro Tpexropiyio konly emkocThio 250 mil, cHaOXXEHHYIO Me-
XaHUYECKOM MeNIaNKoW, 0OpaTHBIM XOJOAMILHUKOM M NpoOKoiil, momerna-
10T cMmech 35 M nmkinorekceHa u 140 mn Boawl. [lpu WMHTEHCHBHOM mepe-
MemmmBanuu noprusiMu BHocsAT 70 T NBS, cnens 3a Tem, 4ToOBI peakipoHHas
cCMech CHJIBHO He pa3orpemanach. [locine mpubaBnenus Bcero NBS cmech
nepememuBarT eme 30 MUH Npu KOMHATHOHW TeMmiepaType. Macmoobpas-
HBIH HWKHHUU cJ0W (OpOMTUAPUH) OTACHSAIOT U OBICTPO MPUKAMBIBAIOT MPH
WHTEHCHBHOM mepememnBaHuu K pactBopy 15.7 v NaOH B 90 ma BonsI.
Cmecp mepememmBaroT 1.5 daca mpum KOMHATHOH TeMmMmeparype W SKCTparu-
pytot s¢upom (3x25 mut). OO0beauHeHHBIE 3()UPHBIC BBITSIKKH MPOMBIBAIOT
Bojo# (2x25 M) u cymar npokaneHHsiM MQSO,. Dbup OTTOHSIOT MpHU aT-
Moc(epHOM JaBJIEHUU Ha BOJSHOW 0aHe, OCTaTOK IEpPEroHsIOT B BaKyyMme BO-
noctpyiHoro Hacoca mpu 50-60 MM pT. CT., oXJaxaas TPUEMHUK JICITHON
Bosoi. Beixox 25 r (74% ot teopetnyeckoro), T. kum. 50 °C / 50 mm pT. cT.
unu 128-131 °C / 760 mm pr. cr.; n3’ 1.4530.

AMP 'H & (m.a., CDCl3): 1.15-1.30 (2H, m); 1.35-1.50 (2H, m); 1.75-1.85 (2H, m);
1.86-2.00 (2H, m); 3.12 (2H, u. m.).

AMP 3C 6 (m.g., CDCl,): 19.5; 24.5; 52.1.

b3. HYKNEOOWNbHOE 3AMELLEHWE
B AJIKWITANIOTEHUAAX W CMIUPTAX?

b3.1. Cunme3s anKunzano2eHu006

B3.1.1. 2-Xgopnponan (M30NPOMMIXJIOPH/)

>7OH HCl, >—CI
ZnCl,

J. Chem. Soc. 1943. P. 638

M3onponunosbiin cnupt 38 mn
HCl KoHU. 86.4 mn
ZnCl, 6e3BoaHbIN 136 r

B nmByxropayio konby emkxoctpio 500 My, cHaOXEeHHYIO KanelbHOW BOPOH-
KOW ¥ BBICOKUM Je(IerMaropoM ¢ TEPMOMETPOM, COCJAMHEHHBIM C HHCXO-
JSIIUM XOJIOMUJIBHIUKOM C aJOH)KeM W MPHUEMHHKOM, MOMEINAoT 86.4 M KOHII.
HCI u 136 r xnopuna ruaka. [IpueMHUK OXJIaKAal0T B OaHe CO JbaoM. Peak-
HUOHHYI0 CMECh HArpeBalOT Ha IUIUTKE U MEAJICHHO 1O KamisiM 100aBis-
10T 38 MJI M30IpPONMMWIOBOrO ciupTa. IIpu 100aBICHHUM HAYUHAET OTTOHSATHCS

1
2

Uepes ato ropno BHocat nopuusmMu NBS.
ITomyueHue COUPTOB C MOMOINBI0 MarHUHOPTraHMYECKHX COSNMHEHHI cM. pasn. b6.
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¢pakiust ¢ T. kun. 30-45 °C (Temmeparypa Iep»KHUTCSI JOCTATOYHO CTAOWIIBHO).
[lpu mageHnn TemmepaTrypbl OTTOHKH MOXKHO YBEIHYUTH CKOPOCTH IPUKAIIbI-
BaHus crnupra. Korma temmeparypa nogaumetcst go 70 °C, HarpeBaHue Ipe-
KpamarT. JUCTHIUIAT IPOMBIBAIOT 2 pa3a paBHBIM 00BEMOM BOIBI, 3aTeM 5%-M
pactBopoM NaHCO; mo HelTpanpHO# peakuuu, 3aTeM CHoBa Bomoil. Cymrar
6e3BomubiM CaCl, u meperonsitor. Boixoa mzonponunxinopuna 28.1 r (72% ot
TeopeTuyeckoro), T. kum. 34-36 °C / 760 mm pr. cr.; nZ’ 1.3811.

AMP 'H & (m.a., CDCl3): 1.52 (6H, g, J = 6.3 Tu); 4.20 (1H, cenT, J = 6.3 ).
AMP 3C 6 (m.g., CDCly): 27.3; 53.9.

B3.1.2. Xuaopuukiaorexkcan (AKJIOTeKCHIXJIOPH)

V. p. 557
M Hel Cl

e

CaC|2
Memoo A
Linknorekcnnosblii cnmpt 25T
HCl KoHU,. 65 mn
CaCl, 6e3BogHbIN 20r

B nByxropiyro KpyriomgoHHY0 Koja0y eMKocThio 250 M1, CHaOKEeHHYIO 0OpaTHBIM
XOJIOAMIBHAKOM M MEXaHUYECKOW MEIIANKOW, MOMENIaoT 25 I' UKIOreKCaHoIa,
65 mn koum. HCI u 20 r 6e3Bogroro CaCl,. Cmech KUMATAT TPHU MepeMennBa-
HUW B TeUCHHE 6 4acoB, OXJIXKIAIOT W OTICISIIOT OPTaHMYSCKHUI CIIOH, KOTOPBIN
[OC/IeN0BaTEILHO IIpOoMBIBaiOT HackimeHasiM pactBopoM NaCl, Na,CO; u caosa
pactBopom NaCl. Opranuueckuii cnoit cymar 6e3soxusiMm CaCl, (B Teuenme
HECKOJIBKUX 4acoB) M Ieperousior. Brixom 22.5 r (76% oT TeopeTHUecKoro),
T. kui. 141-142 °C / 760 mm pr. cr.; nd 1.4610-1.4630.

Memoo b

Lnknorekcunosbin cnnpT 25r
HCl KoHu,. 65 mn
HCl (ras)

B tpexropnyro KpyriogoHHyo KonlOy emkocThio 250 mil, cHaOXEeHHYIO Me-
XaHHYECKOM Memankou, oOpaTHBIM XOJOAMIBHUKOM M TPYyOKOH asisi BBOJA
HCI, nomemator 25 r nukinorexkcunosoro crupra U 65 ma koui. HCIl. Cmecs
HArpeBalOT NMPU MHTCHCHBHOM MNEpEeMEIIMBAHUHM Ha KHILALICH BOASHOI OaHe
U ogHOBpeMeHHO mponyckaioT Tok HCl B Teuenne 3 wacos. [lanee peaknuoH-
HYH CMech 00pabarbiBaioT Kak omucano B merone A. Beixox 20 r (67.5% ot
TeopeTHuecKoro), T. kuil. 141-142 °C / 760 mwm pr. c1.; n3’ 1.4630.
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AMP H & (m.a., CDCl3): 1.24-2.15 (10H, m); 4.00 (1H, m).
AMP '3C 6 (m.a., CDCly): 24.9; 25.2; 36.7; 60.3.

B3.1.3. 2-Xjop-2-meruanponad (mpem-0y THIXJIOPHUN)

%OH _HeL —>—CI

mpem-byTnnosbin cnupT 74r
HCl KoHu,. 24.7 mn

COM. c6.1. c. 482

B neautenpnyio BopoHky o6seMoMm 100 ma momemaror 7.4 r (0.1 mounb)
mpem-6ytunosoro cnupra u 24.7 mn xonu. HCI (d7° 1.19). Cmech nepeme-
IIMBAIOT CTEKJISTHHOM MalO¥YKOM [0 MPEKpalleHus SK30TEPMUYHON peakuuu’,
a 3aTeM BCTPAXHUBAIOT B TeueHHe 15-20 MHUH M JAIOT PacCIOMTHCA. BepxHwii
cioi otnensroT, mpoMbiBaloT 5%-m pactBopom NaHCO;, 3arem Bomoit 10 Hell-
TpaJbHO#N peakuuu, BeTpsaxuBaroT ¢ 1 r mpokanennoro CaCl,, mpoduisrpo-
BBIBAIOT U MEPEroHsoT. Beixox mpoaykra 8.2 r (89% oT Teoperndeckoro),

T. kun. 49.5-52 °C / 760 mm pr. ct.; n 1.3850.

AMP H & (m.a., CDCl3): 1.62 ().
AMP 3C & (m.g., CDCl,): 34.5; 66, 82.

B3.1.4. [Xnop(aupenun)merna]oeH301
(TpudeHnIXTOPMETAH, TPUTHIXIOPHN)

Memoo A
Marr. c. 379
O O+
CeHe
TpndeHunkapbuHon 3r CuHTe3 npoBOAAT
HCl (ras) B BbITAXKHOM WKady
beH3on abc. 20 mn

! Tlpu monydeHuu GOJBIIMX KONHYECTB mpem-OyTHIXJIOPHIA CHHTE3 MPOBOAAT B KOJ-

oe ¢ O6paTHI>IM XOJIOAUJIIBHUKOM H KareJabHO I BOpOHKOfI IIpu UHTCHCHUBHOM II€pEME-
IIUBaHUU.
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PactBopsitoT 3 T cyxoro TpueHwIKapOnHoOIa B CyXoM OEH30JIe U MPOITYCKAIOT
uepe3 pactBop razoobpasusiii HCIL. C camoro navana mpomyckanust ra3000pas-
Horo HCI *kuaKocTh HauMHAET MYTHETh (BBIZCJICHHE BOJBI) M 4Yepe3 KOPOTKOE
Bpemst (0.5 yaca) Bech KapOUMHON MpeBpalaeTcs B TpU(eHHIXIopMeTan. B mpo-
JOJDKEHHE BCEro Mpolecca PacTBOP OCTAaeTcsi OecHBETHHIM. Ero cymar mpo-
kaneHHbiM CaCl,, 6eH30J1 OTrOHSIOT, a BBIJCIUBIINECS OCCIIBETHBIC KPHCTAIbI
MEePEKPUCTAIIM30BLIBAIOT U3 BBICOKOro (1. kum. 68-100 °C) merposeiiHOTO
adupa ¢ 10%-it nobaBkoii anermnxiopuaa. Berxox tpudenmixmopmerana 2.9 r
(90% ot Teopetuueckoro), T. mwi. 109 °C.

Memoo b
COIm. c6. 3. c. 426
2 - Cl
o ©
@ ¥ _<C| CGHG
beHson cyxon 8 mn CuHTe3 npoBoaAT
TpudeHnnkapbrHon 25 B BbITAXKHOM WIKady
Auetunxnopung 15 mn

B kxpyriogoHHyto K010y, CHAOXKEHHYIO OOpPaTHBIM XOJIOJUIBHUKOM C XJIOPKailb-
IIUCBOM TPYOKO#, MOMEIAT cMech 25 T YUCTOro TpudeHukapouHoga U 8 M
cyxoro OeHn3ona. CMech HAarpeBarT Ha IUIMTKE M 4Yepe3 BEpX XOJOJUIbHUKA
npuOaBISIIOT 5 MJI CBeXeIlleperHaHHOTO areTuiaxiopuna. HarpeBanue npogon-
JKArT, CONPOBOXK/IAsi €ro SHEPTUYHBIM B30aJITBIBaHHEM cMmecd. Uepes mpumep-
HO 5 MUH TBepAblil TpU(EHUIKApOUHOI HcYe3aeT U 00paszyeTcs MpOo3padHbIi
pactBop. 3areM B Teuenue 10 MuH K pacTtBopy mpubasisior eme 10 miu are-
TUIIXJIOpUJA MOPUUAMH 1o 2 MiI, mocie 4yero kumatAT eme 30 muH. PacTtBOp
OXJIX/IAI0T, B30ANTHIBas KOJOY B CTpye NMPOTOYHOW BOABI, U OJHOBPEMEHHO
MpHUOABIIAIOT K HEMY Yepe3 BEPXHIOK YacTh XOoJoAmiabHHKa ~ 20 Mi merposei-
Horo 3¢wupa (1. kun. 30-60 °C); npu 5ToM TpUDEHUIXIOPMETAH BBIACIICTCS
B BHUJle KpucTaIoB. CMech OXJIaX/IAI0T OJWH-IBa Yaca B OaHe CO JIbJOM, Bellle-
CTBO OT(UIBLTPOBBIBAIOT?, poMbiBatroT 10—-15 mn nerposneitnoro >¢upa, cymar
B DKCHUKAaTOPE HaJ HATPOHHOW M3BecThiO M mapaduuom. [lonyuaroT 22.4 T Tpu-
penmnxnopmerana (83% ot Teopetnueckoro)®, T. mi. 111-112 °C.

XunopucTsiii Bogopox nonyyarot u3 cycrnensud NaCl 8 HCl u H,SO, koHI,.

OunpTpoBaTh TPHU(GEHUIXIOPMETaH CIIyeT OBICTPO, TaK KaK OH JIETKO THAPONIN3YETCs IOJ
JefCTBUEM BIIard BO3JyXa.

KoHeuHBIH mpemapaT cOBepHICHHO OECIBETEH M HE JOJDKEH 00J1anaTbh Pe3KUM 3aIlaxoM.
[Ipemapar Moxer OBITH HMEPEeKPHUCTAILIM30BaH W3 OeH3oia ¢ NOOaBIEHHEM IETPOJICHHOTO
a¢upa Npu OXJIAKICHUU.
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MOXHO JOTOJTHHUTEIBHO MOJMY4YUTHh 3—3.7 T' TpU(EHUIXJIOpMETaHa, yHapuB
Ha POTOpHOM Hcnaputene ¢uibrpar no obsema ~7.5 mi. Jlanee Temislii pac-
TBOp oOpabarbiBatoT 1 I akTUBUpOBaHHOTO yrist u QuibTpyioT. K dunsrpa-
Ty J00aBIAOT 5 M merpoisieiiHoro 3¢upa U oxyaxaawT B O0aHE CO JIBIOM.
Kpucrannsl TpudenmnxiopMerana oTGUIBTPOBHIBAIOT U NMpoMbIBalOT 10 M
XOJIOZHOTO IEeTPOJeHHOro 3dupa.

AMP 'H & (m.a., CDCl3): 7.27 (u. m.).
AMP 3C 6 (m.4., CDCly): 81.3; 127.7; 127.7 129.6; 145.2.

B3.1.5. BpomiTan (3THIOPOMHUT)
fO. Bbin. lll. c. 223

OH H,SO, KBr Br
— s ——> /

DTUNOBLIN CNUPT 27.5 mn
KBr 25r
H,S0, (d%° 1.84) 27.5 mn

B xpyrnomonHyio konOy eMkocThio 250 mii, CHaOXXEHHYIO MarHUTHOHW Me-
IAIKOM, moMemaroT 27.5 MJI KOHIEHTPUPOBaHHOH cepHoil kucmotsl (dZ° 1.84)
U OBICTPO, HE OXJIAXJas, MPH MOCTOSHHOM MEPEMEIIUBAHUN TPUINBAIOT OP-
ousMA 27.5 MJI 3THIIOBOTO crupTa. TEIuIyro cMech OXJIaXKIArT JO KOMHATHOW
TEMIIEPaTypbl U OCTOPOXKHO, HPHU MOCTOSHHOM IEPEMEIIMBAHUHA U OXJIAXKICHUU
KOJIOBI XOJIOMHOM BOMOM, mpubaBisror 19 mu jensHol Bomel, a 3areM 25 T TOH-
KO pacreproro Opomuaa Kayivs. B peakimoHHYI K00y BCTaBISIOT HeduierMarop
C TEPMOMETPOM, COCOMHEHHBIN ¢ JAIMHHBIM, XOPOIIO JACHCTBYIONINM HUCXOSIIIAM
XOJIOJMIILHUKOM, CHaOKEHHBIM aJIOHKeM, KOHeI[ koToporo Ha 1-1.5 cM morpyxarot
B BOAY CO JIbJIOM, HAJHTYIO B KOJOY-TIPHEMHHK, MU BpeMs OT BPEMEHH 100aBIisi-
IOT B HEr0 KYCOUKH JIbJIa; Yepe3 pyOallKy XOJOAWUIbHHUKA MPOIYCKAIOT JOBOJIHHO
CHJIbHYIO CTPYHO XOJOIHOW BOJbL. PeaklMOHHYI0 CMECh HArpeBalT Ha HEOOIb-
0¥ mecouHol OaHe OONBIIMM INIAMEHEM TOPENKH U TMPOAOIDKAIOT HAarpeBaHUE
JI0 TeX IOp, MOKAa B MPUEMHHUK HE MEPECTaHYT IEPEXOAUTh MACISHUCTBIC KAILTH
S>THIOpPOMHU/IA, Majaromue Ha AHO . EciM peaknuoHHas cMech B KOIOE HauMHAET
CHJIBHO TMEHUTHCS, TO OTCTABISIOT TOPEJKY M 4epe3 KOPOTKOE BpeMs BO300HOB-
JSTFIOT HarpeBaHue. [10 OKOHYAHWM PEaKIMK TIEPEUBAIOT COACPKUMOE MPUEMHUKA
B JICIIUTENHHYIO BOPOHKY TIOIXOMAIIETO pa3Mepa W CIUBAIOT STUIOPOMU (HIKHUH
cIloil) B KOHHYECKY0 K00y eMkocThio 100 mi. Konby oxnaxmaror mo 0 °C u npu
MOCTOSIHHOM BCTPSIXUBAaHHUHW ITPUOABILIIOT U3 KAIeJIbHON BOPOHKH IO KAILIAM KOHII.
CEPHYIO KHCIIOTY? JI0 TeX MOp, NOKA OHA HE BBIIEIMTCS BHU3Y B BHJIE OTIEIBHOIO

C71051 1107 GPOMATAHOMS.

Crenst 3a TeM, 4TOOBI KOHEI] aJOH)Ka OBLI MOCTOSHHO HOTPYXKEH B BOLY.

O6paboTKka CepHOW KHCIOTOW MMEEeT [Be Leiu: 1) oTAeneHHe OT AMATHIOBOrO 3¢dupa,
2) BBICYIIMBaHHE IPOAYKTA PCAKLIUH.

HeounmmeHHslii OpoMITaH OKpamieH B JKENTHIH IBET U3-3a IPUCYTCTBUS Opoma.
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ConepxuMoe KOJIOBI TIEPEHOCAT B MaJICHBKYIO JCIUTENIBHYI0O BOPOHKY M OT/E-
JUSIFOT HIDKHHUM Cj10M. Bpomatunn (BepxHuil CiI0i) IMEPEHOCAT B MEPETOHHYIO KOJIOY
M TIEPErOHSIOT Ha BojsHOW Oane B uHTepBane 35—40 °C / 760 MM pr. ct.,, mpuuem
OCHOBHasI Macca npoxaykra neperonsiercst npu 38—39 °C / 760 mm pr. cr.. Boixon
40 r (77% ot Teoperuueckoro), T. kum. 38 °C / 760 mm pr. cr.; nZ’ 1.4250.

AMP 'H & (m.a., CDCl3): 1.67 (3H, 1, J = 7.3 Tu); 3.43 (2H, k8, J = 7.3 Tu).
AMP 3C & (m.a., CDCl,): 19.4; 27.9.

B3.1.6. AJakuadépomMuabl
OO0mas MeToAnKa CHHTE3a M3 COOTBETCTBYIONIUX CHUPTOB W OpoMa B MPHCYT-
CTBHH KpacHoro (ocdopa

JIAB. c. 80; Opr. 1. 1. c. 274

Br,
R—OH W R—Br
KpacHbIN
Cnnpt 0.25 mornb CunHTe3 npoBOAAT
Dochop KpacHbIin! 39r B BbITAXHOM wWKady
bpom 10 mn
H,S0, (d%° 1.84) 10 mn

B tpexropaywo?! konby emxocThio 250 MiI, CHAGKEHHYIO MEIIAIKON, 0OpaTHBIM
XOJIOZMIIFHAKOM M KareJdbHOI BOpoHKOH, moMematoT 0.25 MOJIb COOTBETCTBYIO-
mero cnupra u 3.9 T kpacHoro gochopa?. Oxnaxaas Koady XONOMHON BOIOH,
MMOCTENEHHO B TEYeHHE OJHOTO Yaca IPH IOCTOSHHOM II€PEMENINBAHUU U3
KanenpHol Boponku npubasisror 31.5 r (10 M) 6pomal. Tlo okoHuanuu BBe-
neHust Opoma Kojbe IaroT HarpeTbes 10 KOMHATHOW TEeMIIepaTyphl, a 3aTeM,
He MpeKpalas nepeMenInBaHis, HarpeBaroT (CHaJalla OCTOPOXKHO) Ha BOISHOMN
Oane B TeueHue 3—4 wacoB. Ilonmy4eHHBIH aTKMIOPOMH OTTOHSIOT C BOASHBIM
napom*. B senuTensHOM BOPOHKE HUKHUN CIIOM OTIENSIOT OT BOJIbI, IPOMBIBA-
10T KoHUeHnTpuposannoii H,SO, (2x5 mn)® u neperonsior. Beixoasl ankuiabpo-
MuzoB coctaBisaioT 70-80% ot Teopernueckoro. Takum crmoco6oM MOTYT OBITH
nosy4ensl: n300yTunopomun (t. kum. 91-93 °C / 760 mm pr. cr.; nZ 1.4865);
2-6pombyTan (1. kun. 90-91 °C / 760 mm pr. ct.; n¥ 1.4335); 1-6pomneHTan
(r. xum. 127-129 °C / 760 mm pt1. c1.; nd’ 1.4445); 2-6pomrekcan (u3
rekcanona-2; T. kun. 144—146 °C / 760 mm pr. ct.; n¥ 1.4464); n30aMunIGpoMu

Kpacnsiit ¢ochop mpenBapuTeIbHO NMPOMBIBAETCS BOXOW M BBICYIIUBAETCS B SKCHKATOPE
HaJl CEpHON KHUCIOTOM.

Ecmu kpacHblil pocdop yBIaXHEH M CIHIAETCS, €r0 IPeIBapUTEIbHO HPOMBIBAIOT BOXOH
W CymIaT B SKCHKAaTOpe Haj CEpHOH KHCIIOTOH.

IIpaBumna pabotsl ¢ 6pomMoM cM. pazg. Al.2.

IIpoBeneHne meperoHKH ¢ BOISHBIM IapoM cM. pasa. A3.5.

IToce mpOMBIBaHUS NEPBHYHBIX AJTKIITAJIOTCHHJOB CEPHOH KHCIOTOH IPOMBITH BOIOM,
3areM 1 M pacTBOpoM cOAbI M CHOBa BOAOHW. BTOpmYHBIE AJIKHIrajJoreHHIbI He MPO-
MBIBATh CepHONi KHcJI0TOH!
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(t. xun. 120 °C / 760 mm pr. ct.; nZ 1.4433); 5-6pomHoHan (u3 HOHaHONA-5,
1. kur. 104-106 °C / 13 mwm pr. cr.; nd 1.4580); 6pomumkinorekcan’ (r. kui.
60-62 °C / 20 mm pr. cr.; ng 1.4930).

B3.1.7. 1-Bpom-2,2-mumernanponaH (HeomeHTUIOPOMUL)

J. Am. Chem. Soc. 1964. V. 86. P. 964

| PHoBrpen, | P

| OMOA |
HeoneHTunosbI cnnpt 102 r CunHTe3 npoBOAAT
TpndenundocouH 335r B BbITAXKHOM WIKady
bpom 6 MmN
JIMOA abc. 100 mn

B nByxropiyto xonby emkxocThio 250 MiI, CHaOXEHHYI0 MarHUTHOW MeEIIAJIKOH,
OOpaTHBIM XOJIOJMJIBHUKOM C XJIOPKaJbIMEBOH TPYOKOW M KaleJIbHOH BOPOHKOH,
nomemaioT pactsop 10.2 r meonenTmimoBoro cnupta u 33.5 r Tpudennndochu-
Ha B 100 mur abc. IM®A. Ilpn WHTEHCHBHOM IIepeMEIINBAaHUN W HarpeBaHUU
(50-55 °C, BogmsHas GaHs) K pacTBOpPY NpHUKambIBalOT ~6 Mi Opoma 10 Tmpe-
KpallleHUs] er0 pacxXoJoBaHHs (0 MOSIBICHUS YCTOWYMBOH OKpacku Opoma).
Peaknnonnyro cMmech nepeMermmBaioT 20 MUHYT IIpH 3TOH TeMIieparype, 3aTeM
oOpaTHBIN XOJIONMIBFHUK 3aMEHSIOT Hacajakod Biopia ¢ HUCXOIAIIMM XOJIO-
JWIBHUKOM U OTTOHSIOT JIETy4YU€ BELIECTBA J0 Hayajla KUIEHUS I[M(DAZ. Ilo-
JMYYEeHHbII TUCTUIUIAT TIOABEPraloT MOBTOPHOI meperonke. Boixox 13.4 r (76%
OT TeopeTuueckoro), T. kum. 105-107 °C / 760 mm pr. cr.; ng 1.4370.

AMP 'H & (M.4., C;Dy): 0.83 (9H, ¢); 2.93 (2H, ¢); & (M.4., CDCLy): 1.05 (9H, ¢); 3.28 (2H, ©).
AMP 13C & (M.4., C,Dy): 27.7; 32.0; 47.8; & (M.4., CDCL,): 27.8; 32.2; 48.1.

b3.1.8. HoameraH (MeTHIHOIN)
0. Bbin. lll. c. 227

\ o \ O
0-8-0 +KI —> —I + 0-8-0K
5 \ H,O o)
OnmeTtuncynbdar 15 mn CuHTe3 NnpoBOAAT
Moauna kanusa 25r B BbITA)KHOM WKady

! Hapsimy ¢ GpOMITMKIIOTEKCAHOM YacTO 00pa3yloTcsl 3aMeTHBIE KOMHYeCTBa 1,2- TuOpOMITUKIIO-

reKkcaHa, KOTopblit jerko oraensiercs neperonkoi (r. xum. 103-105 °C npu 20 MM pt. cr;
n& 1.5420).
2 T. xum. 153 °C.
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B nsyxropnyio! kpyrmomonuywo koiby eMkocTbio 150 M, cHaGXEHHYIO Ka-
MeNbHONH BOPOHKOM, Je(ierMaropoM ¢ TEPMOMETPOM M MOIIHBIM HHUCXOIAIIAM
XOJOJMIBHUKOM C QJOHXKEM, KOHEI[ KOTOPOro ryOOKO BCTaBJSIOT B MPHEM-
HHK, TTOMEIaT pacTBop 25 r momuna kamus B 25 mi Boawl. KonOy ciabo
HArpeBalOT Ha BOASHOW OaHe W MOCTENEHHO, CJerka BCTPSAXUBAs COACPKHUMOE
K0JIOBbI, MPUOABNAIOT 10 Kamwiam 15 mi gumernncynbdaral?, Ecnu peakuus
HE HAYMHAETCs, TO CIEeIyeT MOBBICHTh Temrmeparypy. [IpubaBieHne TUMeETHII-
cynbdara BeAyT € TAKOH CKOPOCTHIO, YTOOBI 00Pa3yrONIHHC METHIHOIUA OT-
TOHSUJICS. PABHOMEPHO M HE CITUIIKOM ObICTpO. [IpHeMHHUK, B KOTOPBIH COOHPaOT
METHIMOJH]], OXJAXKIAIOT JbA0M. ChIpOil MPOMYKT MPOMBIBAIOT B JACIHUTEIbHOM
BOPOHKE MOJIOBUHHBIM 00BEMOM Pa30aBIeHHOTO PACTBOPA COABL, 3aT€M BOJION
M BBICYIINBAIOT OE3BOJHBIM XJIOPHIOM Kanblins. CyXxod METHUIHOMU] TIOMEIAl0T
B MEPETrOHHYIO KOJIOY C XOPOIIO ACHCTBYIOMINM XOMOAMIBHUKOM U MEPETOHSIOT
Ha HECHJIbHO HarpeToil BoasHoi Oane. Brixox 20 r (90% ot TeopeTHueckoro),
T. kun. 45 °C/760 mm pr. cr.; ng’ 1.5300.

AMP H & (m.g., CDCl3): 2.10 ().
AMP '3C & (m.a., CDCl,): —23.2.

B3.1.9. Aaxkwiamoxuabl

OO61mas METoIMKa CHHTE3a U3 COOTBETCTBYIOLIUX CIHMPTOB M HOAA B IPUCYT-
cTBUM KpacHoro ¢ocdopa
JIAB. c. 83; Opr. 1. 1. c. 274

2
— ——> R
R—OH Bochon
KpacHbIN
CnupTt 0.1 monb CuHTe3 npoBOANTCA
®ocdop KpacHbIN 1r B BbITAXKHOM WiKady
Nopn 127 r

B nByxropnyro konOy emkocthio 100 mul, cHaOXEHHYH MarHWTHOW Meria-
KOH W oOparHBIM XonmoamibHHKOM, moMemarT 0.1 mons crnupta m 1 r kpac-
noro docdopa. Konby momemraror B 6anio ¢ Bomoi (10-20 °C) u mocreneHHO
4yepe3 BTOPOE, HE COCIUHEHHOE C XOJIOAUIBHHUKOM TOPJO0 KOJIOBI JOOABISIIOT
12.7 r menko pacteproro uoza. Ilo OKOHYaHMM BHECEHHs HOAa BTOPOE TOPIIO

1
2

Humeruncynbdar cienyer nepersats B Bakyyme (1. kum. 80 °C / 30 MM pr. ct.).

Mepbl peoCTOPOKHOCTH TpU paboTe ¢ auMeTwicyinbdaroM: cMm. pasa. Al.2. JTumerwi-
cynsdar odeHb sqoBuT. Cienyer miberats BObIXaHUsS ero mapoB. OH BcachIBaeTcsl depes
KOXY; IpH TIONaJaHUU JUMETIICYIb(ara Ha KOXKY HaZ0 TOTYAC OOMBITH 3TO MECTO pac-
TBOPOM aMMHaka. B ciydae aBapum o0e3BpeKHBaHHE AUMETIICYIb(ara MPOM3BOIAT KOHI.
pacTBOpoM aMMHuaka. JJuMmeTwicynabdar Jerko THIPONH3yeTcs aMMHAaKOM, MEIJICHHee —
€IKMMHU IIeJI0OYaMU.

8 OCTOpO)KHO! Brigenenue YIJICKUCIOTO Trasa.
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KOJIOBI 3aKPBIBAIOT MPOOKOW M PEAKIIMOHHYIO) CMECh HAIPEBAKOT MPHU MEPEeMEIIH-
BaHuM Ha BojsgHOW OaHe mpu 80 °C B TeueHue 5 yacoB. OTrOHSIOT MOTYyYECHHBIN
AIKWJIMOAUJ C BOASHBIM IapoM!, OTAENAIOT OT BOABI B JEIMTEIBHON BOPOHKE,
npomeiBatoT 2 M pactBopom NaOH mo obeciBeunBaHus W 3aTeM BOIOH, Cy-
mrat npokaneHHsiM CaCl, u meperoHsoT. BhIXoJ alKHIHOAMIOB COCTaBJISCT
55-65% OT TEOPETHYECKOTO?,

ITo 3TOM METOAMKE M3 COOTBETCTBYIOIIHMX CIHUPTOB MOTYT OBITH IMOJyde-
uel 1-mopbyran (1. xun. 131 °C / 755 mm pr. cr.; ng’ 1.5005); 2-uonbyran
(r. xum. 119-121 °C / 755 mm pt1. c1.; nZ’ 1.4945); uzoGyTunuoaum
(r. kum. 120 °C / 755 mm pr. cr.; nd 1.4960); 1-noanenTan (r. kum. 62 °C / 20 mm pr. cT;
n& 1.4955); 3-uoanentan (1. kun. 146-148 °C / 760 mm pr. cr.; nZ’ 1.4970);
2-noarexcan (1. kum. 73 °C / 23 mm pt. ctr.; ng’ 1.4925).

Bb3.1.10. 1,4-IumnondyTan

Memoo A
V. p. 567
HOL A~ N, AN
OH 'p,0gH,PO, '

bytaHgunon-1,4 75r
P,O5 1Mr
Kl 553r
H;PO, 85%-A 22.5 mn
Sdup 50 mn

B Tpexropayrmo KpyriogoHHY Koy emkocThio 250 mul, cHaGKEeHHYIO TEpPMO-
MeTpoM®, 0OPaTHBIM XOJOAMIBHUKOM M MEXaHUYECKOW MEINAIKOM, MOMEIArOT
11 r P,O5 1 OCTOpPOXKHO MpHU IepeMentuBanuu npubdasisor 22.5 ma 85%-i
dbocdopuoii kucnoTel. CMeCh MEpEeMEIUBAIOT 10 TEX MOp, MTOKa OHA HE OXJia-
JUTCS 10 KOMHATHOM TeMIeparyphl. 3areM mpuOaBisioT 55.3 T noguma Kaaus
u 7.5 v 6yranaunona-1,4. PeakiimoHHYO CMeCh HarpeBaroT IPH MepeMelnBaHuN
npu 100-120 °C B TeueHue 4 4acoB, OXJIAXAAOT 10 KOMHATHOW TEMIIEPATYPhI
U OCTOPOXKHO, HE TpeKpaiias MnepeMenInBanus, NpUOaBIsOT 25 MII XOJOIHOM
Boabl 1 50 M 3dupa. DbUpHBIA CIOH OTACIAIOT, 00CCIBEYMBAIOT BCTPSIXHU-
BanneM ¢ 10 mi 10%-ro pactBopa THOCynb(dara HaTpus, nmpombiBaoT 30 M
Haceiiearoro pacrsopa NaCl u BeicymuBaror Hag MgSO,. Ddup ymansmor

IIpoBeneHne MEperoHKH ¢ BOISHBIM IapoM cM. pasa. A3.5.

JUIsl OYMCTKM aNKWIMOIUAA OT cIupTa HeperoHstor Hax P,Os.

IIpu cGopxe mpubGopa HEOOXOAWMO CIEIUTH 3a TEM, YTOOBI JIONACTH MEIIANKH HE MOT-
JH 3aJeTh TepMOMeTp. BMecTe ¢ TeM TepMOMEeTp JOIDKEH OBITH MOTPYXKEH B pEaKIHOH-
HYIO CMECh.
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HA POTOPHOM HCMAapUTelle, 0CTaTOK (QpakuuoHHpyOT. Beixon 21.7 v (84% ot
Teopetuyeckoro), T. kum. 110 °C / 6 mm pr. ct.; nd 1.6212.

Memoo b
O o l\/\/\
o” P20sHsPO, !
TetparugpoodypaH 8 mn
P,O5 13r
K 66.4
H;PO, 85%-a 27 mn
Sdup 50 mn

B nmannom Bapmante cumute3a 1,4-mumonbyraHa BMecTo Oyranmuona-1,4 wc-
nonp3yercs terparunpodypan. Beixon 28 r (90% ot TeopeTndeckoro), T. KHIl.
110°C / 6 mm pr. cT.; n¥ 1.6212.

AMP 'H & (m.4., CDCl3): 1.95 (4H, u. m.); 3.20 (4H, u. m.).
AMP 3C & (m.a., CDCl5): 4.9; 33.8.

b3.1.11. HonykcycHasi KMCJIOTa

K-b. c. 12
COOH KI COOH
XnopykcycHasa KucsoTa 2r
Kl 34r
ddup 30 mn

B xpyriononHyro kondy emkoctbio 50 My, cHaOXEeHHYIO OOpaTHBIM XOJIO-
IUIBHUKOM, ToMemaoT 2.0 ' XJIOpPYKCYCHOH KHCIOTHI, AOOABISIOT PacTBOP
3.4 v Kl B 14 mn Bomsl. KonGy narpeBator 1.5-2 4 Ha BojsHOW OaHe mpwH
temrepatype 50 °C. [locne oxiaxkaeHUs K pacTBOPY IOOABISIOT THOCYIh(paT
HaTpusi 10 oOeciBeunBaHusi. MOAYKCYCHYIO KHCIOTY JKCTPArupyoT 3Gupom
(3x10 mu). DowupHbiit pactBop cymar 6e3BoanbiM Na,SO,. Ddup ynansior
B BaKyyMe BOJOCTPYHHOr0 HAcoca, KHCIOTY MEPEeKPHUCTAIUIN30BBIBAIOT U3 BBI-
coxoro merponeiinoro s¢upa (10-15 mn)l. Beixog 2.4 r (58.8% ot Teopern-
yeckoro), T. mi. 82 °C.

! HonykcycHas KucioTa MpeACTaBIseT coboii Genble OnecTsIyre JUCTOUKH.
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AMP H & (m.a., CDCl3): 3.72 (2H, ¢); 11.71 (1H, <.
AMP 3C & (m.4., CDCl;): -6.6; 175.6.

b3.2.  Cunme3 npocmoix 3¢pupos

B3.2.1. MeruiadennnoBoii 3pup (aHu30.1)
0. Bbin. I m Il. c. 187

9 /
OH /o-é_o o
NaOH s ~
©/ Hzo ©/
®eHon 45 CuHTe3 npoBOAAT
OumeTtuncynbdat 6.6 mn B BbITAXKHOM WIKady
ddup 40 mn
NaOH, 2 M pacTtBop 25.5 mn

B nByxropnyro kpyrmomoHHyo KonOy emkoctbio 100 mui, cHaGxeHHyIO Mar-
HUTHOM MEIIANKOH, TEPMOMETPOM, NOXOJSIIUM 0 THA KOJIOBI, H 0OpaTHBIM
XOJIOMUITFHUKOM, TToMmematoT 4.5 T ¢eHona u pacTBopsioT ero B 15 mMi BOab
n 25.5 man 2 M pactBopa NaOH npu moctosHHOM mepememuBanuu. [locie
sroro mpubasisior 6.6 mu aumeruncynsdaral. Habmonaercs cuibHoe paso-
rpesBanue. Ilpy HEOOXOTUMOCTH COJAEPKHMOE KOJIOBI OXJIaXTAIOT XOJIOXHOM
Bonoit mo 50 °C. Ilocnme mpekpamieHHusl peaknyuH, O 4eM CYISIT IO IaIeHHIo
temneparypsl Hmxe 40 °C, peakIMOHHYI0O CMECh HArpeBaloT IpU IepeMelln-
BaHnM B TeueHne 30 MUH Ha KUIAMIEH BONSHOW OaHe MNS JOBEIACHUS pe-
aKLIUW O KOHIA W TUApoiu3a H30bITKa AuMmerwicynbdara. [locne oxnax-
JeHUSA K PEakIUOHHOW cMmecu mpubaBisorT 2 M pacTBOp €IKOTO Harpa [0
LICTIOYHOI peakuuu ¥ MPOU3BOAAT IKCTpakuuioo d¢upom (2x20 mim). Ddup-
HYIO BBITSDKKY BBICYIHBaOT 0e3BOTHBIM K,CO;. Ddup OTroHSAIOT Ha BOASHOMN
Oane, a ocratok (pakuuoHupyroT. Beixon 4.5 v (88% or TeopeTHueckoro),
T. kun. 153-155 °C / 760 mm pr. cr.; nZ 1.5168.

AMP 'H & (m.g., CDCly): 3.77 (3H, ¢); 6.87-6.95 (3H, m); 7.24-7.29 (2H, m).
AMP '3C & (m.a., CDCly): 55.1; 113.9; 120.6; 129.4; 159.6.

B3.2.2. ®enmmTnnossii 3¢pup (dpeneron)
-M. c. 179

|
O Etona _/ o~
EtOH

Mephbl Pe0CTOPOKHOCTH MpH paboTe ¢ AUMETHICYIb(aTtoM cM. pasa. Al.2.

1
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®eHon 94r CunHTe3 npoBOAAT
Hatpuin metannnueckuin' 23r B BbITAXKHOM WWIKady
3TUNoBbIN CNNPT abc. 30 mn

Stunuoana? 20r

ddup 60 mn

B nByxropayio KpyriomoHHYI0 KoiOy eMkocTsio 100 mur, cHabxeHHYIO
MarHUTHOH MEIIAJIKOH, KaledbHOIl BOPOHKON M OOpaTHBIM XOJOIMIHHHKOM
C XJIOPKaJbIIMEeBOU TpyOKo#, momematoT 30 M aOCOTIOTHOTO STHIIOBOTO CIIHP-
Ta W TOCTCIICHHO MAaJeHBKHMH KyCOYKaMH J00aBISIOT 2.3 T METaUTHIeCKO-
ro Hatpus. PacTBOp OXJaXIalT 10 KOMHATHOH TeMIEpaTypbl U JOOABISIOT
9.4 r ¢enona. 3areM mpu MepeMeIINBaHUH TpUKanbiBaloT 20 T sTHIMOIUIA.
CMech HarpeBalT Ha KOJOOHArpeBaTesie 0 KUIMEHHUS W KHUIBITAT J0 TeX Iop,
MOKa OHa HE MepecTaHeT JaBaTh LICIOYHYIO PEakKilHio. 3aTeM KoJOy coemau-
HSIOT C HHUCXOMSIIMM XOJOIUIbHUKOM, OTTOHSIOT CHUPT U K OCTATKy [0-
0aBIAIOT HEOOJBIIOE KOJMYECTBO BOJBI JJIS PACTBOPEHHS 00pa30BaBIIErOCs
npu peakuuu Nal. ®eneron usBiaekaoT >dpupoM (3%x20 M), 3GUPHBIIA pacTBOP
npomMbiBatloT 2 M pactBopoM NaOH, 3atem Bomoii m cymar nmpoKaJleHHBIM
CaCl,. Doup oTroHsOT, (EHETON MEPErOHSIOT C BO3AYIIHBIM XOJOIHIbHHU-
koM. Brixox 9 r (73% ot Teoperuueckoro), T. kun. 172 °C / 760 mMm prt. cr.
wi 60 °C / 10-12 mm pr. cr.; nZ 1.5080.

AMP 'H 6 (m.a., CDCly): 1.47 (3H, 1, J = 7 Tu); 4.08 (2H, kB, J = 7 Tu); 6.95-7.04 (3H, m);
7.31-7.38 (2H, m).

AMP '3C 6 (m.a., CDCl,): 14.8; 63.2; 114.4; 120.4; 129.4; 158.9.

Bb3.2.3. ®eHokcHyKkcycHast KHCIO0TA

JIAB. c. 68
(S] (€] O_ _COOH
° co0” o _, HIHO ~

Né“9 + C—/ Na
®eHon 3r
NaOH, 33%-1 pactBop 60 mn
XnopykcycHasa KucsoTa 8r
ddup 20 mn
Na,CO;, 10%-n pactBOp 40 mn

K 3 r ¢denona, pacrBopennoro B 20 mi 33%-ro pacrBopa NaOH, mpubasis-
10T 15 M 50%-ro BOZHOrO pacTBOpa XJIOPYKCYCHOH KHUCIOTHI (HEOOXOIUMO

1
2

O Mepax MPeIOCTOPOKHOCTH MpH paboTe ¢ MEeTAUIMYeCKHM HaTpueM cM. pasza. Al.2.
BMecTo 3THIHOANMAA MOXKHO MCIOJB30BaTh 3THIOpoMua. OJHAKO BBIXOA B 3TOM Cilyyae
YMEHBIIIAETCS.
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MPOKOHTPONHUPOBATh, YTOOBI MOMYYCHHAs CMECh MMEJa HICTOYHYI0 PEaKIUIo)
Y HArpeBaloT Ha KHUILALICH BOASHOW OaHe B TeueHWe 1 yaca. 3aTeM OXJIaKIAOT
10 KoMHaTHO# Temmeparypsl, nmoakucisaor 10%-m HCI g0 pH ~1 u skctpa-
rupytot 3¢upom (2 mopuuu no 10 mu). OObeanHeHHbIC d(DUPHBIC BBITSKKH
obpabarsiBaror 40 mn 10%-ro Na,CO; (akkyparuo! Beigenenune CO,), momydeH-
HYI0 CMECh BCTPSXMBAaIOT B JEIUTEIbHOW BOpOHKe. BomHyro ¢asy oTaensior,
noakucisatotr HCl no pH ~1. BeinaBuryoo KHCIOTY OT(QHIBTPOBBIBAIOT, MpPO-
MBIBaIOT HEOOJBIIMM KOJIMYECTBOM BOJBI M CyIIaT Ha BO3Iyxe. Bbixox oxoio
3.5 1 (72% or Teoperuueckoro), T. mwi. 98 °C.

AMP 'H & (m.a., CDCl3): 4.68 (2H, ¢); 6.93 (2H, 4, J =8 y) 7.04 (1H, 7, J = 7 Tu);
7.31 (2H, pa, J =7 Ty v 8 Tu); 11.09 (1H, ywwup. ).

AMP '3C & (m.a., CDCl,): 64.7; 114.6; 122.0; 129.6; 157.4; 174.9.

B3.2.4. u-ByruiTwioBblii 3¢up
JIAB. c. 64

EtOH o
EtONa + ~o~uB ———— SN

H-ByTn6pomug 8.3 mn
STMNoBbIN cNUpPT abc. 60 mn
HaTtpuin meTannnyecknin 3r

B Tpexropnymo KpyrioZoHHYI K00y eMmkocThio 150 M, cHabOXeHHYIO
MarHUTHOW MeHIaJKoil, KamelbHONH BOPOHKOW M OOpaTHBIM XOJOAUIBHU-
KOM C XJOpKanblueBoil TpyOko#, momemarT 60 M abCOMOTHOTO 3TUIIOBO-
ro CHUpTa W TOCTENEeHHO N00aBisfioT 3 T MeTamindyeckoro Hatpus. [locie
TOTO KaKk BeChb HATPHI pacTBOPUTCS, NPH HHTEHCUBHOM IepeMElIUBAHHUH
npukansiBaloT 8.3 Mul H-OyTHIOpOMHIIA U KHUIATAT cMech B TedeHHe 1 yaca
Ha BoJsHOH OaHe. [locne oxyakJeHHs peakKIMOHHOW Macchl B KOJOY MPHIINBA-
toT 40-50 mu Bogwl. OpraHMyYecKuil CIIOH OTHENAIOT B AEIUTEIHLHONH BOPOHKE,
npombiBatoT 20 M1 BOJBI, BhICyIIUBatOT Haj miaBieHbiM CaCl, U meperoHsior.
Beixox 6.5 r (82% ot teopermueckoro); T. kum. 90-92 °C / 760 MM pr. cT.;
nZ 1.3810.

AMP 'H & (m.a., CDCl3): 0.92 (3H, 1, J = 7.5 Tu); 1.20 3H, 7, J = 7 Tu); 1.37 (2H, m);
1.56 (2H, m); 3.39-3.50 (4H, m).

AMP 3C 6 (m.g., CDCly): 13.9; 15.2; 19.4; 31.9, 66.0; 70.4.

Bb3.2.5. du-n-0yTHioBblii 3¢up

Memoo A
JIAB. c. 65

\/\/O H —>H ZZO4 \/\/O NN
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H-byTunosbin cnnpt 50r
H,SO, KoHu, 7 mn

B xpyrmomonnyro kondy emkocthio 100 ma momemator 50 r #-OyTHiioBOTO
CHUpTa U / MJ KOHIICHTPUPOBAHHOW CepHO#l KuciaoThl. CMech THIATEIBHO
HepeMeNNBaOT. 3aTeM B KOOy BCTaBISIOT HacaJIky Bropma c¢ HeGonbmmm
nedrerMaTopoM, HUCXOMSUIMM XOJOIWUIBHUKOM C aJOHXEM U MPHEMHHUKOM.
PeakunoHHy10 KOOy HarpeBaioT Ha CJa0OM IUIAMEHU TOPEIKH H MEIUICHHO
OTrOHSIOT Jerkokumsmyto ¢pakuuto (1. kum. ~90 °C), cocrosuiyio U3 coupTa
U BoAbl (HIKHUE cioit). [Ipu OTrOHKE B Ka4eCTBE KHIIEIOK» HCIONB3YIOT
3amasiHHbIC BBEPXY CTCKISIHHbIC Kamwuisapel. Korma oObem AUCTHILIATA JA0O-
cTurHeT 6—8 M, ero MoOMemalT B JICIUTENBHYI0 BOPOHKY M OTAEISIOT BOXY
(HwKHUI croif), BnuBas ee B MepHbIH muiuHAp. CoupT (BepXHHiA cloil) BO3-
BPAIAlOT B PEaKIHMOHHYI0 K00y, Omepamnuio MOBTOPSAIOT IO TEX IOp, HMOKa
B OTIOHE HE MEPECTAHET OTCIAWBaThCS BOJA, a PEaKIMOHHAs CMECh HE MpU-
obpereT c1ab0-kKeNTyro OKpacKy (He JOBOIUTH 1O CHIBHOTO ITOTEMHEHUS KUJ-
koctu!). ITocie oxmaxkJeHUs] PEaKIUOHHYI0 CMECh MEPEHOCAT B JCIUTEIBHYIO
BOpOHKY, nmpombiBatoT 3 M pactBopom NaOH mo miemouHol peakmuu, 3arteM
Bogoi (2x30 mu) u 30 ma HaceimenHoro pactBopa CaCl,, BBICYHIMBAIOT HaJ
CaCl, u meperonstor (He HoCyxa, TaKk Kak MPH TEMIEPATYpe BBIIIC TOYKH KH-
neHust mapbl dgupa MoryT BocruiamenuThest). Beixon 25 r (57% ot teopeTu-
yeckoro), T. kum. 141-144 °C / 760 mm pr. cr.; n& 1.3992.

Memoo b

M-b.c. 13
H-ByTunosbin cnupt 20 mn
H,SO, KoHu, 2.2 mn

B xpyrnogonnyio kondy emkoctbio 100 mim momemator 20 My OyTHIIOBOTO
CHHpTa M NpHU nepeMemnBanuu pobdasnsior 2.2 mu H,SO, koHII., a Takke He-
CKOJbKO «kunenok». Konby cHabxaror Hacankoit Juna—Crapka ¥ HarpeBaroT
Ha KoyboHarpesatene npu Temmeparype 140-145 °C (ciaexuth 3a TeM, 4TOOBI
He OBUIO MeperpeBa, Tak Kak MpH 3TOM 00pa3yeTcs OYTHIICH W MPOAYKTHI €ro
MOJMMEPH3alnu) N0 TeX MOp, MOKAa HE BBIICIUTCS MPUMEPHO PacCYMTAHHOE
M0 YPaBHEHHIO PEaKIMU KOJMYECTBO BOABL. COAEpKUMOE KOJIOBI OXJIXKIAIOT,
NEPEHOCT B JCIUTEIBHYI0 BOPOHKY, CIOJIa )K€ BBUIMBAIOT M JKUJIKOCTH U3 JIO-
BYIIKH. 3aTe€M NPOMBIBAIOT 2 M pacTBOpOM MIENIOYH IO IIETOYHOH peaKInu.
IMocne 3Toro 3upHBIA €O MPOMBIBAIOT BOMOW (2%X15 Mi1) M HACKHIIEHHBIM
pacteopom CaCl, (~10 mn) u cymar CaCl,. Ileperonsior 1uGyTHIOBBIH >dup?
¢ HeOompmuM aednermaropom. Beixon 8.0 r (56.2% oT TeopeTHueckoro),
T. xun. 141-144 °C / 760 mm pr. cr., n¥ 1.3992.

IIpasuna pa6otsr ¢ JIBX cMm. pasn. Al.2.
IleperoHky Henb3s BECTH J0OCyXa, TaK Kak MPOCTbie 3QUPBI C KHUCIOPOAOM BO3ayXa 00-
pasyroT B3pHIBOOMACHBIE THIPOMEPOKCHUIBI.
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AMP 'H & (m.a., CDCl3): 0.92 (6H, T, J = 7.5 Tu); 1.39 (4H, u. m.); 1.54 (4H, u. m.);
3.40 (4H, T, J = 7 Tu).

AMP 3C & (m.g., CDCl,): 14.0; 19.4; 32.0; 70.7.

B3.2.6. BeH3wnTUI0BBII dPup

JIAB. c. 63
Cl OH N
©/\ .M KoH 0
Bensunxnopug’ 11.6 mn CuHTe3 npoBogAT
STunoBbIN cNMpT abc. 50 mn B BbITAXKHOM WKady

KOH 8r

B kpyriogonHyto koiby emkocThio 250 M1, CHAOXKEHHYIO OOpATHBIM XOJIOIUIb-
HHUKOM C XJIOpKalbIlueBoil TpyOko#, momemaror 8 r KOH u 50 mx abc.
sTunoBoro cnupra. Kojly oCTOpOKHO HArpeBarT 0 PACTBOPECHHS ILEIOYH
(ne6oabimoe xommuectBo KOH MokeT ocTaThCsi HEPACTBOPEHHBIM). PacTBOp
oxJaaxaaT u npubasisoT 11.6 mMa Oensunxnopuaa®. 3aTeM OCTOPOXKHO Ha-
IpEeBalOT CMECh J0 Hayaja KUIEHHs M OTCTABIAIOT ropesiky. Ilo oKoHYaHUH
OypHOM cTaguM peakuuu® KoJI0y MOMEIIAIOT B TOPAYYI0 BOASHYI OaHIO
u kurAtat eme 20 MuH. PeakMOHHYIO CMech OXJIaXIAKT B 0aHe ¢ XOJOJ-
HOW BOJIOHM, MPUOABIAOT 75 MII JICASTHOH BOJBI M BCTPSAXHUBAIOT JIO TOJHOTO
pacTBOpEHHUs TBEPJOTO BEIIECTBA. 3aTeM MPHOABIAIOT HEOOIBIIMMHI TOPIUSIMHU
2 M HCI o kucnoii peakuuu BOIHOTO cj0s. IToaydeHHBIH 3(DUp OTAEISIOT,
npombiBaroT Bojon (2%10 mu), cymiat maBnensiM CaCl, u meperousiror. Beixon
okoj0 8 r (60% ot Teopernueckoro), T. kum. 180-187 °C / 760 mm pr. cT.;
nZ 1.4955.

AMP 'H & (m.a., CDCl3): 1.31 (3H, T, J = 7 Tw); 3.59 (2H, k, J = 7 Tu); 4.55 (2H, c);
7.30-7.41 (5H, m).

AMP 3C & (m.a., CDCl,): 15.1; 65.6; 72.6; 127.3; 127.5; 128.2; 138.5.

B3.2.7. 1-Mernji-4-meToKkcHOeH30J1
(MeTua0BBII 3GuUp N-Kpe3oaa, MeTUIA-4-MeTHeHuI0BbIH F3Pup)

NAB. c. 67

Bensunxnopua HeoOXOMUMO TeperHarh B Bakyyme, T. kuil. 61-63 °C / 10 MM pr. cm.
ben3unxmopua pasapakaer CIM3UCTble 00ONOYKH ITIa3 U KOXY.

8 ~15 muH.
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n-Kpeson 10r CuHTe3 npoBOAAT
Oumetuncynbdat’ 13r1 B BbITA’)KHOM LIKady
NaOH, 2 M pacTtsop 50 mn

B nByxropnyto kpyrinonoHHyto kon0y emkocteio 100 mi1, cHaOKeHHYI0 MarHUTHOM
MEIIanKoH, KaneabHOW BOPOHKOM, 0OPAaTHBIM XOJOAWIFHUKOM, TIOMEIIAIOT pac-
tBOp 10 1 n-kpe3ona B 50 M 2 M pactBopa NaOH. K mony4ueHHOMY pacTtBOpy
MpU WHTCHCUBHOM MEPEMCIIMBAHUN HEOONBIIMMHU MOPIHIMU C HHTEPBAIOM
B 5 MHH MpuOaBISIIOT U3 KarnenbHO BopoHKH 13 r nqumerwicyibgara. Jisi OKOH-
YaHHs PeaKkluH U pa3iokKeHHs: H30bITKAa TUMETHICYIb(aTa CMeCh HArPEBAIOT Ha
BOJISIHOM OaHe ¢ OOpaTHBIM XOJOAWIBHUKOM B TeueHue 1 daca. ITomydeHHBII
3¢Up OTAEISAIOT Ha JENUTENHHONH BOPOHKE, MPOMBIBAIOT 25 mMi 2 M pacTBopa
NaOH, cymar miasnensiMm CaCl, u neperousior. Beixox okono 9.5 r (85% or
TeopeTudeckoro); T. kum. 173-177 °C / 760 mm prt. ct1.; n¥ 1.5124.}

AMP 'H & (m.a., CDCl,): 2.36 (3H, ¢); 3.83 (3H, ¢); 6.88 (2H, g, J = 8 T);
7.15 (2H, g, J = 8 ).

AMP '3C & (m.a., CDCl,): 20.4; 55.1; 113.6; 129.7; 129.8; 157.4.

B3.2.8. 1-(M3omeHTHI0KCH)-3-MeTHIOYTaH
(muu30nMeHTHIIOBBIH 3(UpP, AMU30aMUIIOBBII dup)

-M. c. 182
OH H2$O4 \(\/O
_—
M3oamunoBbin cnupT 25r CuHTes npoBOAAT
CepHas kucnota (d3° 1.84) 1 mn B BbITAXKHOM WIKady

B xpyriomonno konbe emkocthio 100 mMi cMemuBaioT 25 T M30aMHIIOBOTO
coupra ¢ 1 mi kouu. H,SO,. Konby coenqunsitor ¢ Hacaakon JIuna—Crapka uist
OTJIeJICHHUS BOJBI U OOPaTHBIM XOJOJMILHUKOM. CMeCch HArpeBarT J0 KUIICHHS
U KUIATAT O TeX MOop, IoKa B BOAOOTHENHTENe He cobepercst 3 MJ BOJBI.
PeaknmonHyo kon0y o0OpyAyrOT IS MEPEeroHKH C BOJSHBIM ITapOM U 4epes
PEaKkIMOHHYIO CMECh MPOIYCKAIOT BOISHOM map J0 TeX IOop, MOKa B TUCTHILIAT
HE MMEPECTaHyT MEPEXOAUTh MACISIHUCThIE Karmii. OTOTHAHHBIA 3(GUP OTAEISIOT
OT BOIHOTO CJIOSl B JEJIUTEILHOW BOPOHKE M CymIaT HEGOJBIIAM KOJNYECTBOM
npokangeHHoro K,CO;. Ddup neperoustor u3z koiosl Kisitzena, mpumMeHssi Bo3-
JIYIIHBIN XOJONWIbHUK. BHavane neperoHky BenyT mejyeHHo. [lociie oTroHku
HEeOOJBIIOr0 KojaudecTBa 2-MeTHiI-3-0yTeHa (kumut mpu 21 °C) temmepatypa
nossitaercs u npu 128 °C HauMHaeT OTTOHATHCS HE BCTYNHBIIMN B peak-
nuio uzoammioBeld cnupt. Korma temneparypa gocrturaer 165 °C, MeHSOT

1 Jlumetmncynb(dar o4eHb SAIOBHUT, COCOOEH BCACHIBATHCS depe3 Koky. CremayeT m3berarth

BIBIXaHMS €TO IIApOB; IIPHU IIONAJAaHUH Z[I/IMeTI/IHCyJ'IL(i)aTa Ha KOXY HCEMCIJICHHO 0OMBITh
9TO MECTO paCcTBOpPOM aMMHaKa.
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MPUEMHHK, YCHJIMBAIOT HarpeBaHue W COOMPAIOT AMHM30aMHJIOBHIA 3(Hp B HH-
tepBaie 165-172 °C / 760 mm pt. ct. . Kareropuuecku He cJieqyeT MeperoHsiTh
MPOAYKT /I0CYyXa M3-3a ONMACHOCTH IeperpeBa W BOCIIAMEHEHHs MapoB. Berxon
12.5 r (56% ot Teopernyeckoro), T. kur. 172 °C / 760 mm pr. cr.; n& 1.4080.
AMP H & (ma., CDCly): 0.90 (12H, g, J 6.8 Tu); 1.46 (4H, m); 1.65-1.72 (2H, m); 3.42 (4H, T, J 6.8 Tw).
AMP 3C & (m.g., CDCl,): 22.4; 25.1; 38.6; 69.3.

B3.2.9. 1,4-Iluoxcan
0. Bbin. | n ll. c. 187; -M. c. 182-183

o H,s0, °
on 5 ()

STUNEHINNKONb 50r CuHTe3 npoBoAAT
H,SO, KoHLU. 4.5 mn B BbITAXKHOM WIKady
K,CO; 10r

KOH 5r

Na metannmueckun 03r

B kpyrinomoHHyro ko0i0y emkocThio 250 My, cHaOXeHHYIO IediermMaropom
C TEPMOMETPOM M HUCXOIAIINM XOJOJMJIBHUKOM C aJOH)XKEM M HNPUEMHUKOM,
nomemnaroT 50 r urcroro cyxoro stuneHnmkons, 4.5 ma koun. H,SO, u 6po-
CaloT HECKOJIBKO «KHIIEJNOK». Conepkumoe KOoJIOBI OCTOPOXKHO HarpeBaroT 10
kurieHus. CrycTsi HEKOTOpOe BpeMsl HaYyMHAeTCs OTTOHKa MPOAYKTa PeaKIHH
(remneparypa mapos 84—88 °C). MemieHHY0 OTTOHKY BEAyT 0 TEX IOp, MOKa
npu temneparype napo 102 °C coxepxumoe KoJObl He HaYHET PE3KO uep-
HETh W BCIIGHHWBATHCS, YTO COMPOBOXKIAETCS BBIJEICHHEM CEPHUCTOTO rasa.
Ha stom HarpeBanue 3akanuuBarrT. J{nokcan oicanuBaroT K,CO;. BeruibiBimii
JIETKUH CIIOM OTAENSAIOT NPH IOMOIIM JEIUTEIbHOH BOPOHKH U cymaTr 0e3Bo-
naeiM K,COg3, a 3aTem mnaBieHbiM enkuM kanu. KOH HeoOxomuM ams ocMmo-
JICHHUS W yJaJIeHHs aleTalbAeru]ia, NPUCYTCTBYIOIIEr0 B NMPOAYKTEC PEaKIMU.
[MonmyueHHBI AMOKCAH KUMATAT, a 3areM meperoHstorT Hax 0.3 r meraminue-
CKOro Harpusi, cobupas cienyromue ¢paxiuu: | ¢ppakums: 1. kun. 98—100 °C
(mpearon); Il dpakuus: 1. kum. 100—103 °C (anokcan). Beixon muokcana 19 r
(54% ot Teopernueckoro), T. kun. 102-103 °C / 760 mm pr. ct.; n¥ 1.4140.

AMP H & (m.a., CDCls): 3.69 ().
AMP 3C & (m.g., CDCly): 67.1.

B3.2.10. 2,3-luruapo-1,4-6ensonnokcun (GeH30THOKCAH)

oH o KO3 ]
@ * B tugepun, A
OH

JIAB. c. 63
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MupokaTtexnH 1Mr
1,2-AnbpomaTaH 235r
Na,CO; 6e3BoaHbIi’ 15
MmuuepwnH 10 mn
beH3on 60 mn

B xpyrnomonHyo om0y eMkocTsio 250 mul, cHaO)XeHHYI0 OOpaTHBIM XOJIO-
OWIBHUKOM C XJIOpPKaJbIIMEBOH TpyOKoil, momemiator 11 r mmpoxaTexuHa,
23.5 r 1,2-nubpomarana, 15 r 6e3soanoro Na,CO; (uwmu K,CO3) u 10 mn
CBEKEMEPETHAHHOTO B BakyyMe rimneprnHa. CMech TIIaTEeJbHO IepeMeIIn-
BaloT (mpu 3TOM 00pa3yeTcs MacTa) U HArPEBAIOT? HAa MECYaHol OaHe mpw
150-160 °C B Teuenme 6 uwacoB. 3aTeM yOHWpalOT HarpeBaHUE, NAIOT PEaKIlH-
OHHOW CMECH OXJIaJINTHCS O KOMHATHON TeMIepaTypbl U TP IepeMeIInBaHIH
no6asmsitor 40 M Boxsl. [lomydeHHBIH pacTBOpP HMEPEHOCIT B NETUTEIHHYIO
BOPOHKY M 3KCTparupyioT 6erzonom (2x30 mur). DKCTpakT Cymar MpOKaTEHHBIM
MgSO,, OTTOHAIOT GEH30JI U IEPETOHSAIOT OCTATOK B BaKyyMe’. BBIXO OKOJIO
8 r (60% ot Teoperuueckoro); T. kum. 100 °C / 20 mm pr. c1.; nd 1.5524.

AMP 'H 6 (m.g., CDCly): 4.21 (4H, c); 6.83 (4H, m).
AMP 3C & (m.4., CDCly): 64.3; 117.3; 121.4; 143.6.

B3.2.11. [Irokcu(mudennn)merns]oeH30.
(aTHaTpudeHnIMeTHIOBBII Iup)

faTt. c. 380
o , O
—
o+ —  — o
O~ = O
TpudeHunxnopmeTtaH 2r CnHTe3 npoBOAAT
JTaHon abc. 30 mn B BbITAXKHOM WWIKady

B kpyrmomonnyio kos10y emxoctbhio 100 mit, cHaOXEeHHYIO0 OOPAaTHBIM XOJOIUIIb-
HUKOM C XJIOPKaJbIIMEBOH TPyOKOH, MOMEIIAIOT pacTBOp 2 T' TPUPESHUIXIOP-
meTana B 30 M1 aOCOJIOTHOTO CHHMPTA, HArPEBAIOT J0 KUIEHHs, 3aTeM OXJIax-
narotT U npubasnaoT HemMHoro (~30 mi) Bomel. OOpa3oBaBHIMICS STHIOBBI
3¢up TpudeHUnKapOUHOIa BBIIEISICTCS B BHJE OECIBETHOTO Macia, KOTOpoe
IPU UTATEIBHOM CTOSHHHU MOCTEIICHHO 3aTBepiieBacT (KPUCTATH3AIHIO MOXKHO
YCKOPUTH MOTHPAHUEM CTEKJISHHOM Manoukoii). Kpucramisl oThUIBTPOBEIBAIOT

Moo 3amenuts Ha K,COj.

IIpn meperpeBe HpPOMCXOAUT OCMOJICHHE, M BBIXOJ OCH30JMOKCaHAa 3HAYUTEIHHO
CHIKAEeTCsl.

3 Cw. pasn. A3.4.
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U cymar B 3kcukarope Haja Oe3somgubiM CaCl,. Beixox 2 r (95% or Teoperu-
gyeckoro), T. mwi. 77-78 °C.

AMP 'H & (m.a., CDCl3): 1.33 (3H, 1, J = 7 Tu); 3.20 (2H, k8, J = 7 Tu); 7.29 3H, 7, J = 7 T);
7.38 (6H, 1, J = 7 Tw); 7.55 (6H, g, J = 7 Iw).

AMP '3C & (m.a., CDCly): 15.3; 59.4; 86.5; 126.8; 127.7; 128.6; 144.5.

b3.3.  Cunmes3 3¢pupoe 6opHoli u pocpopucmotii Kucnom

b3.3.1. Tpubyruadopar
COrn. c6. 2. c. 133

H-ByTunosbin cnupt 41 mn
HsBO; 62T

B nByxropmiyio xon0y emkocteio 100 mi1, cHaOXeHHYIO KamneJabHOW BOPOHKOI
u nednermaropom mmmHON 30 cM, momemaroT 6.2 T GOpHOW KUCIOTHI U 41 M
H-OYTHIIOBOTO CIHPTa. PEakIMOHHYIO CMECh HArpeBaloT 10 cIaboro KUIECHUs
U MEIJICHHO OTTOHSIOT a3eOTPOIMHYK CMeCh H-OyTHIOBOI'O CIUPTa U BOJBI
(. xkum. 91 °C). Yepes npumepro 30 MHH OTHACNSAIOT BEPXHUHA CIIOW AUCTHII-
nsata (OyTuioBBIA crupt), cymar ero 6e3soaubiM K,CO3; 1 uepes KamenbHYIO
BOPOHKY BO3BpAalllalOT B PEAKIHOHHYIO CMECh. DTy OINEPalMI0 MOBTOPSIOT
2—-3 paza. OTrOHKY MpPOAOJDKAIOT O TeX MOp, MOKa TeMIeparypa y OTBOJA
nedmermatopa e momauMercs o 110-112 °C. CoxmepxuMoe peaKIMOHHON
KOJIOBI OBICTPO TMEPEHOCAT B TIIATENBHO BBICYLICHHYIO KonOy Kisiizena u mepe-
TOHSIOT B BakyyMe. CHayana OTTOHSETCS OCTATOK OYTHIIOBOTO CIIMPTA, BBIIIE
100 °C naumnaer kurnetb TpuOyTHIOOpaT. [Tomyyaror 19.9 r mpoxykra (92% ot
TeopeTuueckoro), T. kum. 114-115°C / 15 mm pr. c1.; nZ 1.4080%.

AMP 'H & (m.4., CDCly): 0.92 (9H, T, J = 7.3 Tw); 1.35 (6H, m); 1.50 (6H, m);
3.77 (6H, T, J = 6.5 ).
AMP 3C & (m.4., CDCl3): 13.9; 19.1; 33.8; 63.0.

! Mockonbky n-6yTHOBEIA 5)Up GOPHON KHCIOTHI JOBOJBHO OBICTPO THAPOIH3YETCS O

JICCTBUEM BJIaru BO3yXa, KallWuiAp IIpu BaKyyMHOﬁ TIIEPErOHKE cHabxaeTcs XJIOpKaJab-
UEBOMH pr6K0171 Bce OIrepanuru 1o NepeIMBaHUuI0 U USMCPCHUC MOKAa3aTeJid MPEJIOMIICHUST
CJICAYCT IMPOBOAUTH IO BO3MOXHOCTHU 6I)ICTp0.
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B3.3.2. JJwTuadochonar

(mmyTHAGOCHUT)
O MNoX. c. 381
OH hb o
PCl; + _/ — é
PCl, 43.5 mn CunHTe3 npoBOAAT
JTaHon abc. 85 mn B BbITA)KHOM WKady

B tpexropiayto konby emxocThio 500 M1, CHAGKEHHYIO MENIAIKOH, KareabHOMI
BOPOHKOM C XJIOPKaJIbIUEBOU TPYOKOH M OOPAaTHBIM XOJOAUIBHUKOM C OTBO-
nom s noraomienus HCI, momemaror 85 mi abe. atunosoro cnupra. Kosady
oxnaxaart 10 0 °C u B Teuenue 1 vaca nmo karmisam npubasistor 43.5 mu PCl,.
PeaknnoHHyt0 cMech A0BOAT a0 TeMmieparypsl 20 °C u mepeHocsT B mpubop
1t eperonku B Bakyyme (150 mur). Ha xanwsuisp HaJeBalOT XJIOPKaIbIIHEBYIO
TpyOKy, MOAKIIOYAIOT BAKYyM U MPOIMYCKAIOT CyXO# BO3IAyX B TeueHue 1 waca,
yAalss BBIACISIOMIUNACS XJIOPUCTBIA BOAOPOJ U ATHIXJIOPHA. PEeakIHOHHYIO
CMECh MOYKHO MOJOTPETh TEIIoi Bomoiil. Ilocie TOro Kak ycTaHaBIMBAaeTCS
naBiaeHue 8-10 MM pT. CT., OCTaTOK NEpPEroHsIOT B Bakyyme. Beixoxm 57 r
(83% ot TeopeTnueckoro), T. kum. 66—67 °C / 8 mm pr. cr.; nZ 1.4086.

AMP 'H & (m.g., CDCly): 1.14 (6H, T, J = 7 Tu); 3.92 (4H, m); 6.58 (1H, g, Jyp 692 ).
AMP 3C & (m.g., CDCl,): 15.9; 61.4 (U = 6 ).

AMP 3'P{'H} & (m.a., CDCly): 7.24.

AMP 3'P & (m.a., CDCly): 7.24 (KBUHT., "Jpyy = 689 T, 3Jpy = “py = 8 M)

b3.4.  CuHme3 amuHoe u ux npou3eodHbIX
B3.4.1. Tpwruadensmiammonnii xiaopua (TABAX)
KypH. O6w. Xnm. 1954. T. 24. Ne 6. C. 1887.

TpuatunamumH 14 mn CunHTE3 NnpoBOAAT
BeHsunxnopug? 30 mn B BbITAXKHOM WKady
OvaTtnnosbin 3¢up abc. nnm 100 mn

neTponenHoln 3¢up

! Omnepanus mo ynanennto HCl Heo6xomMMo MPOBOAUTE cpa3y, HHAYE BBIXOM AUATHIQOChHUTA

PE3KO CHH3HTCHL.
Bensnmxmopun — nakpumarop. Paborars ¢ ocropokHOcThI0 M nox Tsroi! He nmomyckars
TIOTIAaHusl HA KOXKY M cIM3HCThIe o0onouku. IIpaBumia paGoTHl C STOBUTHIMH U €IKUMH
BellecTBaMHU cM. pasm. Al.2.
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B kpyrnononnywo kon0y emkocthio 100 mu, cHaOxeHHYIO OOpaTHBIM XOJIO-
JUIBHUKOM C XJOPKAJbIIMEBOH TpyOKoMW, momemiaroT 14 Mi TpHITHIaMUHA
u 30 mn Gensunxmopuaal. PeakuMoHHYI0 CMeCh KUIATAT Ha BOJSHON GaHe
B TEUCHHE 2 YacOB, 3aT€M OXJAXKAAOT M AOOABIAIOT paBHOE IO 00BbEMY KO-
JUYECTBO CYXOT'0 JMATHIIOBOTO 3dupa niau nerpoiieiiHoro 3¢upa. Brimapmmii
0CaioKk OTGUIBTPOBBIBAIOT, TIIATEIBHO MPOMBIBAIOT CYXHM 3()HPOM H BBICY-
IIKBAIOT B Bakyyme mpu Temmneparype 35-40 °C. Beixon comu 22.8 r (konu-
4yecTBeHHBIN), T. mi. 183 °C.

AMP 'H & (m.a., D,O): 1.42 (9H, 1, J = 8 Tw); 3.24 (6H, kB, J = 8 Tw);
4.41 (2H, ¢); 7.56 (5H, m).

AMP 3C 6 (m.g., D,0): 9.8; 54.9; 62.5; 129.8; 132.0; 133.4; 135.1.

Bb3.4.2. N,N-AmTHIaHHIHH
0. Bbin. I n Il. c. 194

Br Br (

NH; / NaOH NH/ -/ NaOH NV
—_— —_—
A H,O A H,0O
AHUNNH 10r
STun6pommng 30r
NaOH 134r

B kpyrmomonnyio xondy emkocteio 100 mi, cHaGxeHHYO 3(QdeKTHBHBIM
00paTHBIM XOJOIWIBHUKOM C XJIOpKaJbIeBoi TpyOkoi, momemartor 10 r cae-
JKeneperHaHHoro aHwinHa U 15 v stunbpomuga. CMech KUIATAT OO TeX IO,
mmoka Bcs Macca He 3arBepaeer. OOpasyercs rumpobOpomun N-s>TunaHuiInHa,
Ha 4TO TpeOyeTcs OKOJIO JBYX YacOB HarpeBaHus. [10 OKOHYAaHHUU peaKIUU
OXJIKJAIOT KOJIOY W TIPUIIMBAIOT MOPIMsIMHU (MPH OXJI&XKICHUH BO M30ekKaHUe
CHIILHOTO pasorpeBanus) pactBop 6.7 r eakoro Harpa B 20 mu Bomsl. Buige-
JUBIIUACS 3TUIAHWIMH OTIENSIOT B JCIUTEIbHONH BOPOHKE W CHOBa KUISTIT
B K0J10e ¢ 3(pPeKTUBHBEIM 00paTHBIM XOJOAMJIBHUKOM ¢ 15 r stmnGpomuaa g0
3aTBepaeBaHus Bcelt Macchl. [lomyueHHbid ruapoopomun N,N-ausTriianuinaa
pacTBOPSIIOT B BOJIC U KHIIATAT PACTBOP C BO3IYILIHBIM XOJOIHIBHUKOM B Te-
YeHHE HECKOJbKMX MHUHYT, YTOOBI yAaluTh M30BITOK HENPOpEarupoBaBIIETO
STUIOPOMHU/IA; OXJIAXKAAIOT PACTBOP M OCTOPOIKHO paszjaraloT COJb PACTBOPOM
6.7 r enxkoro Harpa B 20 M Boxabl. BeimenauBiumiics CBOOOMHBIN AMATHUIAHH-
JIMH CyIIAaT IJIABJICHBIM €IKHM KajH, GUIBTPYIOT U MEPErOHSIOT ¢ HEOOJIbIINM
ne¢erMaTopoM ¥ BO3IYIIHBIM XonoawiasHuKoM. Beixox 10 r (63% ot teope-
THYecKoro), T. kum. 214-216 °C / 760 mm pr. cr.; n¥ 1.5420.

! TpustunamuH u GEH3UIXIOPHUI [OJKHBI OBITH MPEJBAPUTENBHO BBHICYHNIEHBI M Ie-

pETHaHBI.
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AMP 'H & (m.a., CDCl3): 1.14 (6H, 7, J = 7 Tu); 3.32 (4H, kB, J = 7 Tu); 6.60-6.68 (3H, m);
7.17-7.22 (2H, m).
AMP 3C & (m.g., CDCl,): 12.6; 44.3; 111.9; 115.4; 129.2.

b3.4.3. N-Ben3ua-N-3TmimdTaHaMuH

(mu3THAGEH3NIAMKH)
JIAB. c. 93
—\ cl KyCOj3 @/\NJ
H+ e

_/ A N
bensunxnopug' 12.4 mn CvHTe3 npoBoaAT
OunatnnammH 35 mn B BbITA)XXHOM WKady
K,CO; 10r
beH3on 30 mn

B kpyrnomoHHyo koiby emkocThio 250 mu, cHabkeHHYIO 3()(PEKTHBHBIM
00paTHBIM XOJOOHUIBHUKOM C XJOpKalbOUEeBOH TpyOKO#, mOMemaioT
12.4 mn Genswmnxyopuaa, 35 mur amdTmiiamuHa, 10 T Menko pa3apoOieHHOTO
K,CO; u xunsataT 3 yaca Ha BOAsSHON OaHe. M30BITOK TUATHIAMHUHA OTTOHSIOT
Ha Kursmiedl BoastHo Oane, kK ocrarky mpubasisaior 100 mur Bomer u mepeme-
IIMBAIOT 10 PACTBOPCHHS MHUHEPAIbHBIX CoJel. JJM3TunOeH3mIaMiH U3BIEKAIOT
30 M 6enzona u cymar npokaneHHIM K,CO;. BeH3onm oTTOHAIOT Ha BOISHOM
GamHe, a 0CTaTOK MEPEroHAOT B BakyyMme. Beixom 14 r (85% ot Teopernuecko-
ro); T. xkum. 91-92 °C / 13 mm pr. cr.; n¥ 1.4960.

AMP 'H & (m.a., CsDg): 1.03 (6H, 7, J = 7 Tu); 2.50 (4H, K, J = 7 Tw); 3.53 (2H, ¢);
720 (1H, 7, J=7.5Tu); 729 (2H, 1, J = 7.5 Tu); 7.47 (2H, p, J = 7.5 Tu).

AMP 13C & (M.4., CeDg): 12.2; 47.0; 58.2; 126.9; 128.4; 128.9; 141.0.

B3.4.4. 2-Bpom-N,N-mumMeTHJIaHUIMH
(0-6pom-N,N-quMeTHIIAHAIHH)

B-X. c. 464
o O o
o-4-d o-4d o-4-d |
@INHZ /8 KoH 7/ &4 KOH / § @IN\

Br H20 Br
o-bpomaHnnumH 10r CuHTe3 npoBoaAT
OnmeTtuncynbdar 219 B BbITA)XXHOM WKady
ddup 75 mn

! Benswixjiopuj — Iakpumarop. PaGoTaTh ¢ 0CTOpPOXHOCTBIO M moj Taroil! He gomyckars
MOTaaHus Ha KOXKY W CIIH3HCThIe 000y0ukH, [IpaBuia paGoTHl ¢ SJAOBUTHIMH M CIKAMHU
BemiecTBamu cM. c. 11.



184 b. MpenapamusHas yacme

B tpexropayro konly emkocthto 100 My, cHaOXeHHYIO MEIIAJKOW, Karleib-
HOW BOPOHKOH M OOpaTHBIM XOJOAMJIBHHUKOM, rmoMemniaroT 10 r o-OpoMaHmInHA
n 10 mn Boxel. BxioualoT MHTEHCHMBHOE TepeMelIMBaHHe M K IMOJyYeHHOM
smysbcun npubassor 21.9 r qumetnncynsdaral TpeMs paBHBIME TOPLHAMH.
[epByto mopuuio 100aBIAIOT K CMECH NMpPH INepeMEIINBaHUH, JOKUIAIOTCA ee
TOMOTEHH3AIMN U THIaTedbHO HeHTpamusyot 25%-m pactBopom KOH mpu
OXJIQXKJIEHUH B O0aHE CO JIBJIOM; TaK e J00aBIIIOT BTOPYIO MOPIHIO, HO MpH
MOCJIeAyIONIe HeWTpanu3anud peKOMEHAYeTCsI BBOAUTH HEOOJBINOW M30BITOK
IIeJIOYH; 3aTeM IPH TepeMEIINBAaHIK NPUOABIAIOT OCTAIBLHONW IUMETHICYIb-
¢at, ocTaBIAIOT cMech Ha 1 4ac, aMHH DKCTParupyroT H3 IIENIOYHOTO pacTBOpa
sdupom (3x25 M), mpombIBarOT KCTpakT Bomoi u cymar K,CO;. Ipu mepe-
ronke mony4danT 8.2 v (70% oT TeopeTHYECKOro) 0-0GpoMIUMETHIAHHINHA,
1. kur. 100-101 °C / 12 mm pr. cr.; n¥ 1.5748.

AMP 'H & (m.a., CDCl): 2.81 (6H, ¢); 6.88 (1H, at, J = 8 My); 7.09 (1H, aa, J = 8 My);
7.26 (1H, at, J = 8 Tw); 7.57 (1H, an, J = 8 ).
AMP 3C 6 (m.4., CDCly): 44.0; 119.0; 120.3; 123.7; 127.9; 133.7; 151.6.

AnanmornyHo mony4art 3-0pom-N,N-aumernnanwnus; Beixox 54% ot Teo-
petuueckoro; T. kum. 118-119 °C / 8 mm pr. cr.; n¥ 1.6004.

AMP 'H & (m.a., CDCly): 2.95 (6H, ¢); 6.65 (1H, g, J = 8 w);
6.86 (1H, n, J = 8 Tw); 6.87 (1H, ©); 7.10 (1H, T, J = 8 ).

AMP '3C & (m.a., CDCl,): 40.2; 110.8; 114.9; 118.9; 123.2; 130.1; 151.5.

B3.4.5. 1-®deHWIdTAaHAMHUH
(o-peHUIdITHAAMEH)

Cunmes no Jleiitkapmy

V. p. 778
O

NH,

MypasbuHaa kncnota 85%-a4 31 mn

KapboHaT aMmMoHMsA 384r
AuetopeHoH 30r
beH3on 180 mn

B crakan emkocteio 500 mu momemator 31 mn 85%-1i MypaBBHHOW KHCIIO-
THl M TOCTENEHHO NpuoOaBusioT 38.4 r kapbonata amMmonus. CMech HarpeBa-
0T JI0 TeX TOp, MoKa TeMIepaTypa cMecu He mocturHer 165 °C (tepmomerp

1 Jlumetmncynb(dar o4eHb SATOBHUT, COCOOEH BCACHIBATHCS depes Koky. CremayeT m3berarth

BIBIXaHHS €0 INapoB; NPH IONATAHUH JUMETHICYIb(ara Ha KOXYy HEMEIUIEHHO OOMBITH
9TO MECTO pacTBOpoM ammuaka. Cm. pazm. Al.2.
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B cTakaHe). Peakiuonnyio cMech oxiaxmaroT 10 80 °C u mobasmstor 30 r ame-
ToQEeHOHA, 3aTEM MEPEHOCIT B JABYXTOPIYIO KPYIJIOJOHHYIO KOJIOYy €MKOCTHIO
250 mu1, cHaOXEHHYIO TEPMOMETPOM, KOPOTKOH Hacaakoi Briopma ¢ tepmo-
METPOM, HUCXOMSAIIMM XOJOAMIBHUKOM C AJTOHKEM M MPUEMHUKOM, U Harpe-
BatoT cMmech 10 185 °C (tepmometp B Kosbe). IIpr 3TOM MOKET OTTOHSATHCS
areroeron u Boma. Ecim arerod)eHOHa OTTOHSETCS MHOIO, €r0 OTACHSIOT
OT BOJBI, U3MEPSAIOT 00BEM, BCTPAXHBAIOT ¢ O0e3BogHbIM MQSO, U BHOBB
BO3BpAlIal0T B PEAKIMOHHYI K0JIOY (ecnu ameTodeHOHA BBIAEIAETCS Mao,
TO ero MpOCTO OTOpackiBaoT). PeakimoHHyo0 cMech HarpesatoT 10 180-185 °C
(HO He BbIIIE!) M IPEIOT B TEUCHUE TPEX YACOB. 3aTEM OXJIAXKIAIOT, IPOMBIBAIOT
Bomoi (2%20 mu1). OpraHu4ecKuil CIIOM OTHENAIOT, a BOJHBIE BBITSKKH KC-
TparupyoT 6en3onom (2x30 mut). OpraHudeckuii ClIoW U OCH30JbHBIC BBITSKKH
obobeaunsor u nobasistor 30 mu koui. HCl. Cmecs momemniaror B mpubop st
MEPErOHKU ¥ OTTOHSIOT OEH30/1. 3aTeM HUCXOJSIIUMA XOIOMIBHAK 3aMEHSIIOT Ha
o0OpaTHBIA ¥ KUMATAT cMech 1 yac. OXTaXAEHHYI0 CMECh BHOBb 3KCTPArupyrOT
oenszonom (2x30 mut), OCH30JIbHBIE BBITSKKH OTOPACHIBAIOT, @ BOJHBIA CIIOWM
MOANIEeNaYMBAOT NpU oxynaxaeHuun pactBopoM NaOH (octopoxuo! BO3MOXK-
HO Bckumanue!), a 3aTeM M00ABJSIFOT TBEPAYIO INENOYb O CHIIBHOIIEIOYHOM
peakiuu. [Ipy 3TOM HPOMCXOIUT paccilauBaHHe. AMHH OTAECISIOT, a BOTHBIN
cioit akctparupytor O6enzonoM (4X15 mi). BeH30MbHBIC BBITSKKH OO0BEIUHS-
10T ¢ aMmuHOM U cymaT TBepasiM KOH. BeH3071 OTroHsI0T mpu aTMochepHOM
JaBIICHUH, OCTATOK MEPErOHSIT B Bakyyme. Bwixox 18 r (60% ot Teopertu-
geckoro); T. kun. 87-90 °C / 25 mm pr. cr.; n¥ 1.5275.

AMP 'H & (m.4., CDCLy): 1.36 (3H, g, J = 6.6 Tw); 1.43 (2H, <); 4.08 (1H, K, J = 6.6 Iw);
7.15-7.35 (5H, m).
AMP 3C & (m.4., CDCly): 25.6; 51.2; 125.5; 126.6; 128.3; 147.7.

b4. ANbAErNAbl U KETOHbI

B mpuBeneHHBIX HU)KE CHHTE3aX CIEAYET HCIOIH30BaTh apOMATHUCCKHUE allb-
JIeruasl xopomero kadectBa. CHIBHO OKpaIleHHBIE PEAaKTHUBHI, COACpIKaIINe
IIPUMECHh COOTBETCTBYIOIIEH KHCIOTHl U IMOIHMMEPOB, HEOOXOAMMO TEpEeTHATh
B BaKyyMe B arMocdepe HHEpTHOTO Tasa.

b4.1.  MonyyeHue anvde2udoe u KemoHoe
U3 op2aHuYecKux coeduHeHuii dpyaux Knaccos
b4.1.1. TIIponmanans

(MponMoHOBKIIi aJILIETHT)
COI. cb. 2. c. 424

K>Cry,O
2127 \/CHO

H,S04/H,0
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H-Mponunosbin cAnpT 2r
K,Cr,0, 33r
H,SO, KoHu, 24 mn

B Tpexropmnyto konmby emroctbio 500 mil, cHaOKEHHYIO KarlelIbHOH BOPOHKOH, 3(-
(EKTUBHOM MEXaHMYECKOH MEIUAIKOM® M JUIMHHBIM IIAPHKOBBIM XOJIOIMIBHUKOM,
MOCTaBIIEHHBIM TI07] yriioM 45°, momemator 20 T x-mponmioBoro crupra. Yepes
XOJIOMMIIBHUK TIPOITYCKAIOT BOAYy, HarpeTyio a0 60 °C. Jlpyroii XOnOJMIBHUKZ, TO-
CTaBIICHHBI HAKJIOHHO JUISi OTTOHKH HPOIAHANS, IPUCOCOUHSIIOT K BEpXy IEPBOTO
XOIIOJMIIFHUKA C TIOMOIIBI0 Hacanaku Bropiia. Uepes 3T0T BTOpoil XOMOAUIBHUK LIUP-
KynupyeT XonoaHast Boza. Koner anomxka DIyOOKO OIyIIeH B MPHUEMHHUK, OXJIaXKIac-
MBIid JienssHoH BojoH. CrupT B KOJIOE HArpEeBarOT O KHUIICHHS W Yepe3 KallelIbHYHO
BOPOHKY IPH SHEPTUYHOM IE€PEeMEUIMBAHUU NPHOABIIIIOT OKHUCIUTEIBHYIO CMECh,
npurotoBnennyio u3 33 r K,Cr,0;, 24 ma xonu. H,SO, u 200 M Bomel. Bo Bpe-
Msl IpUOaBICHUS MOANCPKUBAIOT OypHOE KHIIEHHE peakiuoHHOi cMecu. [locme
OKOHYAHHMS TPHOABICHUSI OKHCIUTEIBHON CMECH COIEPKIMOE KOMOBI KHUILTAT eIle
15 MuHyT, 9TOOBI OTOTHATH MOCIEAHHNE CIEABl ajbaeTHaa. |[pONMOHOBEIN aTbaerua
cymar 1 r 6e3somHoro Na,SO, u neperousitor. Beixon 8.8 r (46% or Teopernue-
ckoro); T. kum. 48-55 °C / 760 mm pr. cr.; n¥ 1.3640.

AMP 'H & (M.3.CeDy): 0.85 3H, T, J = 7.5 Tw) ; 1.97 (2H, k, J = 7.5 Tw); 9.44 (1H, ¢).
AMP 3C 6 (m.a., C¢D): 5.8; 37.0; 201.4.

b4.1.2. 2-MeruanponaHajib
(M30MacaAHBII aTbIErna)

JNIAB. c. 116
NaZCr207 CHO
OH ———»
H,S04/H,0
N306yTrnosbIn cnupt 50r
Na,Cr,0, moHorngpat 576
H,SO, KoHu, 43 mn

Tpexropiyio kondy emrocthio 1000 M cHaOXkarOT MEXaHWYECKOW MENIaKOH,
KaleJIbHOH BOPOHKOW M JByMs XoJomwiabHuUKaMu. IlepBwlii m3 HMX — oOpar-
HEI — COENUHSIOT ¢ KOJIOOH, 4epe3 Hero MpOIyCKAaloT BOIY, HArpeTyIo N0
70 °C (cunpHee HarpeBaTh HE CJICOYeT, TaK KaK B IPUEMHYIO KOJIOY MOXKET
nepeiTu crnupt). BTopol XONOAMIBHUK — HUCXOMANIMKA (aJOHXK, TPUEMHHK) —
MIPUCOEANHAIOT K BEpXHEH YacTH IEepBOTO C MOMOIIBI0O Hacagku Bropma, de-
pe3 Hero MpomycKarT XoJloAHyko Boxy. IIpumeMHuK oxnaxnaroT (ieg ¢ co-
JbI0), TaK KaK OTTOHSIOIIMIICS B Ipoliecce pPeaKUWU H30MACISHBIA allbIeTH]
o4deHb Jeryd. B xonOy momemator 50 r m300yTHIOBOrO CIUPTA, HArpeBaroOT

1 Brrxon ajJipacruia 3aBUCUT B 3HAYUTEITLHOW CTENEHH OT TOTr0, HAaCKOJIBKO 3(1)(1)CKTI/IBHO

paboTaeT Memaka.

2 CoelMHEHHBIN C aJIOHXEM U NPUEMHUKOM.
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10 KHUIIEHUS U MPH MHTCHCHUBHOM IepeMernnBaHuu B TeueHue 30-40 mMuH ObI-
CTPO MO KamissM NPUOABIAIOT OKHUCIMTEIBHYK CMECH!, TIPUTOTOBJIEHHYIO U3
57.6 T Na,Cr,0,°H,0, 43 mi konn. H,SO, u 390 mu Bogsl. [locie mpubasie-
HUsI BCEH OKHMCIUTEIBHOU CMECH PeaKIHOHHYI0 Maccy HarpeBaioT erie 20 MuH.
JucThiAT, coOOpaBIIUMiCS B MPHEMHUKE, MEPETOHSIOT, coOupas 1Be (Qpakiuu:
npu T. kurt. 59-69 °C (u3omacnsnblit anpaerun) u 69-107 °C (M300yTHIIOBBII CIUPT).
IepByto dpakiuio meperoHstoT eie pas. Beixoq 28 r (58% oT TeopeTHUECKOro);
T. kun. 61.5-62.5 °C / 760 mm pr. ct.; n¥ 1.3730.

AMP H & (m.a., CDCly): 1.14 (6H, A, J = 7 Tu); 2.44 (2H, m, J = 7 Tu); 9.64 (1H, o).
AMP 3C 6 (m.g., CDCly): 15.5; 41.0; 204.9.

b4.1.3. IlukJI0oreKcaHoH

Memoo A
JNIAB. c. 122
OH N82Cr207 0
_—

O/ H,SO4/H,0
LnknorekcaHon 125r
Na,Cr,0, moHorngpat 115r
H,SO, KoHu,. 10 mn
ddup 115 mn

B tpexropnyro kon0y emkocthio 500 mul, cHaOKEHHYIO MEIIaJIKOW, KareabHOH
BOPOHKOW M OOpaTHBIM XOJIOAMJIBHHKOM, TTOMEIAI0T pacTBop 12.5 r mukiorek-
canona B 15 mu sdupa. Coxaepxumoe KoiaObl oxnaxmgaror mgo 10-12 °C.
OKHCITUTENBHYI0 cMech, ipurotoBieHHyw u3 11.5 r Na,Cr,0,-H,0, 19 r H,SO,
(d,°1.84 r/mn) u 125 ma Boasl, oxnaxaaoT 10 4 °C ¥ npubaBIsAIOT TP IepeMe-
IIMBaHUU K PAcTBOPY IMKIOT€KCAHONA C TAKOH CKOPOCTBIO, YTOOBI TeMIeparypa
He nmogHuManach Beime 5 °C. PactBop mepememmBaioT 3 4aca U OCTaBJISAIOT Ha
HOYb MPU KOMHATHOW TeMmepaType. 3aTeM B JEIHUTEIbHOU BOPOHKE OTHCISIOT
BEPXHHU CIIOM, HIKHHUN 3KCTparupyrotT 3¢upoM (4%25 mir). DpUpHbIE BHITAKKH
BCTpsxuBaT ¢ npokaieHHbiM K,COj3 n BeicymuBatoT Na,SO,. OcrtaTok mocie
OTIOHKH 3(upa IEPEroHsoT B Bakyyme. Beixon okoio 10.5 r (85% or teope-
Tueckoro); T. kum. 41-45 °C / 9 mm pr. cr.; n& 1.4485.

AHAaNOTHYHBIM TYTEM MOXHO IMOJYyYHTh KETOHbI U W3 JIPYTHX BTOPHUY-
HBIX CIIMPTOB. M3 OKTaHONa-2 — OKTaHOH-2 (BeIxod /0% OT TEOPETHYECKOTO:
1. kun. 170-173 °C / 760 mm pr. ct.; Np?® 1.4150); u3 HOHaHONA-5 — MU-H-OyTHII-
keroH (Beixox 70% ot Teopermueckoro; T. kum. 89-91 °C / 25 mm pr. cT.;
nZ 1.4190).

! Buumanne! OKHCIHMTENBHYIO CMECH CIIEAYET TPHOABIATH TIPH SHEPTUIHOM MEPEMEINTHBAHAH,

MOYTH CTpYEH, MOANEpKUBasi OypHOE KHIICHUE PEeaKIHOHHON cMmecH. CleuTh, 9YTOOBI IpU
9TOM TeMIIepaTypa BOJbl B 0OpaTHOM XoioawibHHKEe He mpeBbimana 70 °C.
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Memoo b
TnA. c. 119
O/OH Na2Cr207 (jo
—_—>
CH3;COOH
A

LinknorekcaHon 135r
Na,Cr,O; moHorugpar 18r
YKCycHasa Kucnota negaHasn 30 mn
beH3on 15 mn
Sdup 30 mn

B 30 mMi ykCcyCHOM KHCJIOTBI PacTBOPSIOT MPH HarpeBanuu 18 r MoHOruapara
Oouxpomara Harpus. PacTBop oxnaxkmaroT a0 15 °C v moMemniaroT B TPEXTOpiIyio
KPYIJIOJOHHYIO KOOy eMKOCThIO 250 M, CHaOXEHHYI0 MarHUTHOW MeIa-
KOH, KarelbHOH BOPOHKOM, TEPMOMETPOM M OOPaTHBIM XOJOIUIBLHUKOM. 3aTeM
OCTOPOXKHO TPH IepEeMEIIMBaHUU pHOaBisiroT pacTBop 13.5 r nukiorekcaHosia
B 15 mu Oensona, oxnaxzaeHHoro no 15 °C. Uepe3 HECKONIBKO MHHYT CMECh
3aCTHIBACT B BHJIE XKEITO-KOPUYHEBOIM KPHCTAIMYECKOW Macchl (BEpOSITHO,
3(¢Up XpOMOBOH KHCIIOTHI), KOTOpass B XOJA€ HajbHEHIIEH 3K30TEepMUYECKOM
peakiuu mpeBpaiaercs B Y4epHO-KOPUYHEBBIH pacTBop. Temmeparypa peakioH-
HOM cMecH He moipkHa npesbimarh 60 °C, mis yero B ciaydae HEOOXOIUMOCTH
ee CIemyeT OXJakKIaTh JeaaHoi Bomoi. Ilocie BeiaepkuBanus cmecu 30 MUH
npu 60 °C peakiust 3akaHumBaeTcsi (cMech CTaHOBUTCS 3eieHoi). Cmech Ha-
rpesarot emie 10 mun npu 70-80 °C ¥ OTrOHSIOT U3 HEe IUKIOTEKCAHOH C BO-
asHbM apoM. Juctmnisat Hackimaor NaCl, skerparupyror sdupom (2x15 mi).
OOnenuueHHbIe 3dupHbIe Gpakiuu mpoMbiBaroT 15 M 10%-ro pacrBopa NaOH
u 30 mu Boas! u BeIcymuBamT Hax Na,SO,. YmanasioT pacTBOPUTENb, HPOLYKT
neperoustoT. Berxox 10 r (76% oT TeopeTHUeCcKOro) IUKIOrEKCaHOHA; T. KHII.
152-156 °C / 760 mm pr. ct.; n& 1.4520.

AMP H & (m.4., CDCl5): 1.74 (2H, m); 1.87 (4H, m); 2.34 (4H, 7, J = 6.5 Tu).
AMP 3C & (m.a., CDCl,): 25.0; 27.0; 42.0; 211.7.

b4.1.4. 1,4-BeH30XuHOH (n-0eH30XHHOH)

JIAB. c. 114
OH e}

KBFOS
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B xon0y emkoctpio 200 mn HammBaror 100 M BOIBI, CyCHEHIUPYIOT B HeEi
MpyU NOMOIIM MarHUTHOH Memanku 10 T THAPOXHHOHA M 3aTEM PACTBOPSIOT
5.5 r KBrOs. [Ipu nepeMenmBaHuy HEOONBIIUMHU MOPIUSIMH MPUWIHBAIOT 5 MII
5%-to pactBopa H,SO,. [locne sToro, momMecTuB B KO0y TEPMOMETp, MEAJICHHO
HarpeBaroT cojepxkumoe 10 45 °C. HaunHaercs: peakiiys, COMPOBOXKAAIOIIAACS
CaMOIIPOU3BOIBHBIM TOBBIIICHHEM TeMmiepatypsl o 75 °C. ITo okoHuYaHHH
peakuuu (CMecCh SPKO-XKEITOr0 IBETa) COACPIKUMOE KOJNOBI OXJTKIAIT 10
0 °C B Oane co TBIOM, 0CamOK OT(IIBTPOBEIBAIOT U MPOMBIBAIOT HEOOIb-
IIMM KOJUYECTBOM JeASHON BOABI. IONyYeHHBIH MPOAYKT CYIIAT MPU KOM-
HATHOW Temmeparype Ha Bo3myxe. Beixox 8.8 r (~90% ot TeopeTrndeckoro),
T. wr. 116-117 °C.

AMP 'H & (m.a., CDCl3): 6.78 (4H, ¢).
AMP 3C 6 (m.g., CDCly): 136.5; 187.2.

b4.1.5. Bemusua

(mubGenzom)
Memoo A
Mart. c. 261
beH3zounH 5r CuHTe3 npoBOAAT
HNO; (d%° 1.33) 10r B BbITS)KHOM WKady

B kpymiogonnyro konby emkocthio 100 mu, cHaOkeHHYIO OOpaTHBIM XOJO-
IUIBHAKOM, MOMELIAIOT 5 I TOHKOu3MeJlbdyeHHOro OenszonHa u 10 r KoHII.
HNO; (d7° 1.33 r/cm®). Cmech rperoT, 4acTo BCTPSAXMBAs, Ha CHILHOKHUIIAIIEH
BOZASTHON OaHe B TeueHHe 2 4acoB. Ilocne oxnaxaeHus pa30aBIisIOT XOJIOTHOM
BOJIOM, BBIMABIIHK OcagoK OT(MILTPOBHIBAIOT Ha BOPOHKE brOXHepa W He-
CKOJIBKO pa3 MPOMBIBAIOT BOAOW J0 HEeUTpaidbHOU peakiuu. [lomydeHHbIN oca-
JIOK CYIIaT Ha BO3JyXe U MEPEeKPUCTAIIM30BBIBAIOT U3 cnupta. Beixon 4.46 r
(90% ot Teoperuueckoro), T. mi. 95 °C.

Memoo b
NAB. c. 113

HNO,

_—

CH3COOH
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YKcycHasA Kncnota negsaHan 20 mn CviHTe3 npoBoOAAT
beH3zounH 45r B BbITAXKHOM WKady
AsoTHas kucnoTa (d3° 1.40) 10 mn

B xpyrnononnoit konbe emxocteto 100 ma cmemmBator 20 M1 YKCycHO# Kuc-
notel ¥ 10 Ma koHu. azoTHoi kuciorsl (d3° 1.40 r/mn)l. K cmecu n06aBisioT
4.5 r OeH30WHA, MPUCOCAUHSIOT K KOJOe OOpaTHBIN XONOJUIBHUK U KHUIISATAT
CMeCh B TeUeHHE 2 4acOoB Ha BOJSHOI OaHe. PeakMOHHON cMecH JarOT oxJa-
JUTHCS] 10 KOMHATHO# TEeMIepaTypbl, a 3aTeM BBUIMBAIOT MPHU MEPEMEITUBAHUU
B CTakaH ¢ 75 M BOABI, KOTOPbIH MOMENIAIOT B JIeASHYI0 OaHio. Beimasuiue
OJIeIHO-)KEeNThIe KpUCTAJTbl OeH3Mna OTGUIBTPOBBIBAIOT Ha BOPOHKe BroxHepa
M TEePEeKPUCTAIITU30BBIBAIOT U3 METHIOBOro cmupra. Beixox 4.2 r (94% ot
TeopeTuueckoro); 1. mi. 92 °C.

Memoo B

TnA. c. 224
CuSO,'5H,0 18r CunHTEe3 NnpoBOAAT
beH3zounH 75T B BbITA)XXHOM WKady
MupnauH 17 mn

B xpyrnogonnoii konbe emxocthio 100 ma cmemmsaror 18 r CuSO,5H,0,
17 mn nupunuaa u 14 mu Bogel. K marperoir cmecu moGamisioT 7.5 r OeH-
30MHA U TEPEMEIINBAIOT 2 Yaca NpU HarpeBaHWW Ha mapoBoil Oane. Peaknu-
OHHAasl CMECh CTAHOBUTCS TEMHO-3€JCHOH. PeaklMOHHYIO CMECh OXJIaXKIAIOT,
KPUCTAJUIMYECKUIA MPOAYKT OT(HUIBTPOBBIBAIOT, MPOMBIBAIOT BOJOW M CYyIIAT
B okcukartope (kak ocymmutens CaCl, win P,0O;5). TlepekprcTaiIM30BLIBAIOT W3
CCl,. Boixon 6.4 r (85% ot Teoperuueckoro); T. mi. 94 °C.

AMP 'H & (m.a., CDCly): 7.50 (4H, 7, J = 7.5 Tw); 7.64 (2H, 7, J = 7.5 Tu); 7.97 (4H, p, J = 7.5 Tw).
AMP '3C & (m.a., CDCly): 129.0; 129.8; 132.9; 134.9; 194.5.

b4.1.6. 3,3-IumeTna0yTaHoOH-2

(MMHAKOJIHH)
COIn. c6. 1. c. 340

HO OH  H,50, \ //O
H,0

1 Cwmech yKkcycHOl 1 a30THOM KMCIIOT TOTOBST TIO TATOM, AOGABIAS MOCTENEHHO TIPH OXJIAK-

JEHUU BOJOH a30THYIO KHCJIOTYy B YKCYCHYIO.
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MnHaKoH rekcaruppat 60 r
H,SO, 25%-a 160 mn
Sdup 100 mn

B xpymromonnyio konby emxocteio 500 mur, cHaOkeHHYI0 Hacaakod Brop-
a U HUCXOASAIIUM XOJOAMIbHUKOM, momemaioT 160 mu 25%-ro pactBopa
H,SO, u 60 r nuHakoHTHIpaTa. PeakIMOHHYIO CMECh KHUIATAT JO TEX IOp,
MO0Ka BMECTE C OTTOHSIONIEHCS BOAOH HE MepecTaHyT IepexOoJuTh MacisHH-
creie Karwn nuHakoiauHa (~30 muH). [THHAKOMUH U3 TUCTUILIATA SKCTPArHPYIOT
apupom (2x50 wmi), s¢upHBle BHITSDKKH 00beauHsoT u cymar CaCl,. Ddup
OTTOHSIIOT C BBICOKHM J1e(hJIerMaTopoM, OCTaTOK IEPEroHsIoT, codupas (paxiuio
B uHTepBasie 103-107 °C / 760 MM pT. cT.. BIX0oJ MHHAKONHWHA COCTABISET
18 r (68% ot Teopermueckoro), T. kum. 106 °C; n¥ 1.3960.

AMP 'H & (m.g., CDCl3): 1.15 (9H, ¢); 2.14 (3H, ).
AMP '3C & (m.a., CDCly): 24.6; 26.3; 44.2; 214.2.

B4.1.7. 1,3-/Iludennaneron

(mmGeH3UIKETOH)
JIAB. c. 103
COO
Fe ——
@ 2 .
deHunykcycHas Kucnora 20r CuHTe3 npoBoAAT
*Keneso (BocctaHOBNEHHOE, 5r B BbITA)KHOM WKady
NOPOLLOK)

B omHOTOpITYIO0 KpynIIOOOHHYIO KOOy eMKOCThI0 50 MiI ¢ 0OpaTHBIM XOJIOIMIIB-
HukoM momernaroT 20 r GeHUITYKCYCHON KHUCIOTHl U 5 T MOpOIIKa BOCCTAHOB-
JIEHHOTO JKeye3a. PeakiMOHHYI0 CMECh HATPEBAIOTT TaKMM 00pa3oM, 4TOObI OHA
cnerka kurena. [IpubnusnrensHo depe3 40 MuH, KoTma peaknHOHHas macca
3aTBepaeeT (obOpasyercsi GeHunamerar xenesa), HarpeBaHue mpekpamart. I1o-
Jy4eHHBI (PeHMIIANEeTaT jKejIe3a OXJIaXIAIoT, IlepeHocaT B konly KisiizeHa 6e3
neduermatopa (uiau kosuby Bropiia), CHaOXKEHHYIO TEPMOMETPOM, PaCCUUTAH-
HBIM Ha u3MepeHue Temmeparypbl He MeHee 350 °C ¥ KOPOTKMM BO3AYIIHBIM
xonoaunbHuKoM. Konmby HarpeBaroT Ha OTKPBITOM ILIAMEHHU TOPENKH, OTTOHSIS
nony4atoruiics aubensmiketon npu 300-325 °C. Beixox 11 r (70% ot Teo-
perndeckoro); T. kum. 210 °C / 35 mm pt. cT. IIpu CTOSHUM BEIIECTBO KpH-
crammmsyercs: T. 1. 34-35 °C.

AMP 'H & (m.a., CDCl): 3.69 (4H, ¢); 7.12-7.33 (10H, m.).
AMP 3C & (m.4., CDCly): 49.0; 127.0; 128.6; 129.4; 133.9; 205.4.

1 AcGecToBas ceTka, razoBas rOpelKa.
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b4.1.8. Antpa-9,10-xuHOH

(anTpaxmHoH)
JIAB. c. 112; 10. Bbin. [ n Il c. 211
o}
QOO G QLIO
CH3COOH

A I
AHTpaueH 1r
CH;COOH nepgsaHan 50 mn
CrO; 28r

B Tpexropnyio konly emxocThio 250 MiI, CHAOXKECHHYIO MEIIAIKOHM, 00paTHBIM
XOJIONUIBLHIKOM M KalelbHOH BOpOHKOH, momemaroT 1 r aHTpameHa, 45 mi
JIENSTHOW YKCYCHOW KHMCIIOTHI M HarpeBaroT CMeCh Ha KHIIAIIeW BOASHOW OaHe
JI0 TIOJIHOTO PAacTBOPEHHS aHTpalleHa. 3aTeM MPHOABIAIOT M0 KaIuIAM pacTBOP
2.8 T XpOMOBOIO aHTHAPHIA B 5 MJI CMeCH YKCYCHO#M KucinoThl U Boabl (1:1).
[Tocne Toro xKax pacTBOp OKpacwuTCS B 3eJI€HBIH IIBET, OaHIO OTCTABISIOT, NAIOT
PEaKIMOHHONW Macce OXJIAAWTHCS JI0 KOMHAaTHOH TeMIepaTypbl W MPUOaBISIOT
100 mu Bomel. BeimaBmmii ocagok OTQHMIBTPOBBIBAIOT, IPOMBIBAIOT BOJOH [0
HEHTpanpbHO# peakuuu M cymar Ha Bo3ayxe. Beixog 1 r (86% ot Teoperuue-
ckoro); T. 1. 286 °C (B 3amasHHOM Kamujuisipe).

AMP 'H & (m.a., CDCl5): 7.80 (4H, u. m.); 8.33 (4H, u. m.).
AMP 3C 6 (m.o., CDCly): 127.2; 133.5; 134.1; 183.1.

b4.1.9. ®ayopeHon

B. 7. S. 465
0]
. N82CI’207 (CH3CO)20 .
@ @ CH,COOH @ @
A

OnyopeH 4r CunHTEe3 NnpoBOAAT
CH;COOH nepgsaHan 65 mn B BbITAXKHOM LWIKady
Na,Cr,O; moHorugpat 155

YKCYCHbIN aHrugpua 20 mn

B Tpexropayro koaby emxocThio 250 M1, CHAOKEHHYIO MEIIAJIKOM, KaleIbHON
BOPOHKOH M OOpaTHBIM XOJIOMMIBHUKOM, TTOMENIaoT 4 T ¢ayopena u 65 mu nens-
Hoit CH3;COOH. PeakimoHHy0 CMeCh HarpeBarOT Ha BOISHOH OaHe m0 pac-
TBOpeHus (yopeHa. IIpomomkasi HarpeBaHHe U MepeMeNInBaHie, K PacTBOPY
ocmopooicro, nopiusimu 1o 2—-3 1 npudasmot 15.5 r Na,Cr,O; - H,0, npenpa-
PHUTENBHO HCTOTYEHHOTO B TPyOBIi mopomiok. TIpu 3ToM pacTBop mpuobperaer
KpacHO-Oypblit 1BeT. HarpeBaHue u mepeMenInBaHue MPOJODKAIOT B TEUCHHE
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BCEro BpEeMEHH, MOKa MpHOaBisoT okucautedb (~15 mun). Ilocne atoro Bo-
IsHy!0 OaHIO yOHUpPalOT M pacTBOP AOBOMAT A0 cIabOro KUIICHUS HAarpeBaHUEM
Ha cerke. [Ipomomkas HarpeBaHHWe W IepeMeElINBaHHe, JOOABISAIOT K peaku-
OHHOW cMecH Yepe3 KaleJbHYI BOPOHKY B TedeHue 15 mun 20 M ykcycHOro
aHruapuaa. Harpepanue u nepemeninBanue npojpoykatot eme 1.5 gaca. IT'ops-
YU pacTBOp BBUIMBAIOT B JINTPOBBIM cTakaH, comepxkamuidi 600 miu ropsueit
Bozbl. IlomydyeHHYI0 CyCHEH3UI0 MepeMEelnBaoT 15 MUHYT U TOCe OXJaxe-
HUSl OTQUIBTPOBBIBAIOT IOJ] YMEHBIIEHHBIM aaBieHHeM. OcaloKk MPOMBIBAIOT
Bojoi (4x20 M), BBICYIIMBAIOT HAa BO3JyXE W MEPEKPUCTAITM30BBIBAIOT U3
CIHpTa ¢ akTUBUpOBaHHBIM yrieMm. Beixox 3.3 v (75% oT TeopeTuueckoro),

1. 1. 83-84 °C.
AMP 'H & (m.a., CDCly): 7.22-7.27 (2H, m); 7.40-7.46 (4H, m); 7.61 (2H, m).
AMP 3C & (m.a., CDCl,): 120.2; 124.2; 129.0; 134.03; 134.6; 144.3; 193.8.

b4.1.10. 1,3-Au¢enna-1,3-nponananox

(mnbeH3oMIMETaH)
COr. c6. 1. c. 186
(0] Br 0O O
MeONa
_—
OO e O 0

Ounbpomup 6eH3anbauetobeHoHa 101 CuHTe3 npoBoAAT
Na meTtannmnueckun 1.25r B BbITAXKHOM WIKady.
MeTaHon ab6c¢. 80 mn MeTtaHon apoBuT!

B tpexropayio kondy emkocTthio 250 mi, cHaOXXEHHYIO MEIIalKOW, Kareib-
HOW BOPOHKOH M OOpaTHBIM XOJOJAMJIBHHKOM C XJIOPKaJbLHEBOW TPYyOKOH,
nomemarT 10 r gubpomuna OeH3ambameropernona u 80 My meraHoIa.
K oOpasoBaBmieiics 0elloli CycCIleH3WM 4Yepe3 KalelbHYI0 BOPOHKY OBICTpO
JI00aBIISIIOT pacTBOpP METHJIaTa HATPHs, MPEABAPUTENBHO IPUTOTOBIEHHOTO M3
1.25 r varpust u 15 mn a6e. metunosoro crmpral. Yepes npumepno 10-15 mun
CYCIIeH3Hsl TIOJHOCTBIO PacTBOpPSETCS M 00pa3yercs XKEeNTO-3eJeHBIH pacTBOp.
PacTBOp KHUIIATAT Ha AJIEKTPOILTUTKE B TeYeHHE 1 Waca, 3aTeM OXJIKAAIOT JI0
20 °C, mo6asnstor 1 mu koHi. HCl 1 BHOBL HarpeBaroT B Te€YeHHE 5 MHH.
[Mocne oxmacaeHUsT pacTBOp IMEPEHOCAT B CTaKaH, OXJaXJarT B OaHe co
JBIOM M TPH CHWJIBHOM IepeMemnBaHnu 100aBisaor 90 M XOJOIHOM BOMBI.

! B xpyrmonoHHyo konby emkocThio 100 M, cHaGXkeHHYI0 OOpaTHBIM IIAPHKOBBIM XOJIO-
y y

IUIBHUKOM C XJIOPKaJbLMEBOH TpyOkod, momemaror 15 mi abc. MeTaHoia M MEIJICHHO
n00aBisA0T HeOonmplIMe Kycouykd HaTpus. [Ipm 3ToM KomOy OXJIaXZaloT JeIsHOW BOHOH.
3areM OXJIaXKICHHE CHHMAIOT W KOJIOY HArpeBaloT Ha 3JIEKTPOIUIUTKE (IO MOIHOTO PacTBO-
pennst Harpust). IIpOXOKUTENBHOCTD MPUTOTOBICHHS AKOroisTa 0Koino 30 MUHYT.
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Brimanaer ocagok 0exeBOTo IBETa, KOTOPBIH OT(UIBTPOBHIBAIOT, IIPOMBIBAIOT
50%-m BoaubiM MeTaHonoM (10 mur) u 3arem 50 M Bomel. CymiaT ocajok Ha
Bo3ayxe. Beixoa 5.1 r (85% ot teopermueckoro), T. mia. 71-72 °C. Tlocne
nepexpuctaumsanuu u3 20 mur sTa"ona nosydarot 3.5 r nubGeH30MIMeTaHa,
T. . 77-78 °C.

AMP 'H & (m.a., CDCls): 6.86 (1H, ); 7.49 (4H, m); 7.55 (2H, m); 7.99 (4H, n);
16.93 (1H, ywwup. ).

AMP '3C & (m.a., CDCly): 93.1; 127.1; 128.6; 132.4; 135.4; 185.7.

b4.1.11. 4-®eHnadyTaHoH-2
(MeTHII-B-PeHHII THIIKETOH)

NAB. c. 110
0O O o}

O™\ NaOH/M,0
A

beH3unauetoykcycHbii apup' 341

H,SO, 1 M pacTtBop 50 mn
NaOH, 5%- pactBop 250 mn
beHson 50 mn

B Tpexropnyio! konby eMkocThio 1 1, CHaGKEHHYIO MEIIAIKoil, 06paTHBIM
XOJIOJMIIEHUKOM W KaleJIbHOH BOPOHKOH, MmoMemarT 34 T OeH3WIaleTOyKCyc-
Horo 3¢upa n mobapnsior 250 mn 5%-ro pacrBopa NaOH. [Ipu sHeprudnoM
NepeMeNINBaHUH KHUIIATAT PEaKIHOHHYI0 CMech B TedeHHe 3.5 4acoB, 3aTeM
oxnaxaaroT ee 10 20 °C ¥ MOCTENEHHO MPH MEepEeMENIMBAHUHN JTOOABISIOT U3
kanensHON BopoHkH 50 mi 1 M H,SO, no xucnoii peakuuu. [Ipu atom mpowuc-
XOIUT BbIJIENIEHUe TUOKCHAa yriepoaa. I1o OKOHYaHNU peakH CMECh KHUITATSAT
B TeueHHe 15 MHH ¢ 0OpaTHBIM XOJIOJWJIBHUKOM, OXJIQXKIAIOT J0 KOMHAaTHOM
TEMIIepaTypsl M MEPEHOCT B JCIUTEIbHYI0 BOPOHKY. OTIENSAIOT OpraHuYecKuit
CJIOH, a BOMHBIN 3KkcTparupytor 50 mu 6eH3ona. OpraHudeckuii ciioi, oobeau-
HEHHBIH ¢ OEH30JIBHBIM 3KCTPAaKTOM, MPOMBIBalOT 50 MJI BOABI M BEICYIINBAIOT
Hax npokaneHHbIM Na,SO,. OcTarok mocie OTTOHKH O€H30J1a MEPeroHsoT B Ba-
kyyme. Beixon 17 r (74% ot Teopernueckoro); T. kum. 113-115 °C / 13 mm
pr. cr.; n& 1.5140.

AMP 'H & (m.a., CDCl3): 2.11 (3H, ¢); 2.73 (2H, m); 2.88 (2H, m); 7.13-7.28 (5H, m).
AMP 3C & (m.g., CDCl,): 29.7; 29.9; 45.10 126.0; 128.2; 128.4; 140.9; 207.6.

! Cwm. pasa. B5.3.
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b4.2.  Peakyuu anvde2udoe u KemoHoe no KAp6OHUNbHOII 2pynne

b4.2.1. 2-®denun-1,3-guoxcoaan
(3THIIeHALIETAIb OeH3aIbAeruaa)

M. c. 293
O
CHO HO TCK }
©/ + "UN\SOH  “Tonyon
A

STUNEHININKONb 75r

beHn3anbaerug 1061

n-Tonyoncynbdokmcnota (TCK) 02r

Tonyon 30 mn

ddup 100 mn

B kpyrmononnywo konby emkocteio 100 mut, cHaOXkeHHYHO AeduierMaropom,
COCJIMHCHHBIM C TEPMOMETPOM M HHUCXOMASIIHNM XOJOAUIHHUKOM C allOHKEM
U MPUEeMHHUKOM, momemanT 7.5 r stuienrmukons, 10.6 r Geusampaernia,
0.2 r n-tonyoncynbdokucinorel © 30 M Tonyona. PeakIMoOHHYIO CMech Ha-
rpeBaoT Ha KojboHarpesartenie (MPHU 3TOM MPOMCXOAMT a3eOTPOMHAs OTTOHKA
BOJIBI M TOJyoONa) JI0 TeX IMOp, TMOKa Temmeparypa mapoB He mocturHer 110 °C.
st ynaneHusi BOAbI U3 cepbl peakind MOXKHO HCIONb30BaTh Hacaaky IuHa—
Crapka. Ocrarok oxiaxnaatoT, pactBopsitor B 100 mu adupa. [lomayuennsrit pac-
TBOp mpombiBatoT 10%-M pacTBOpOM COABI 0 HEUTpPANbHOM peakiuu, a 3aTeM
Bojioi. OpraHuueckuil cioi cymar cyab(aroM MarHus wid Hatpus. Jdup or-
TOHSIOT Ha POTOPHOM HCHApUTENIe; OCTATOK MEPErOHS0T B BakyyMe. Boixonm 11 r
(73% or Teoperuueckoro), T. kum. 111-113 °C / 15 mm pr. cr.; n¥ 1.5267.

AMP 'H & (m.a., CDCl): 3.98 (2H, m); 4.09 (2H, m); 5.79 (1H, ¢); 7.34-7.37 (3H, m);
7.45-7.49 (2H, m).

AMP '3C & (m.a., CDCl,): 65.2; 103.6; 126.3; 128.2; 129.1; 137.8.

B4.2.2. 1,3-Iuokcacnupo[4.5]nexan
(3THIIEHKETAJIb MKJIOTEKCAHOHA)

° 5 HaPO, O/>
+ ~N~"SOH CeHs

-M. c. 294

A
DTUNEHTNINKONb 10r
LinknorekcaHoH 10r
®ocdopHasa Kucnota 85%-A 02r

beH3on 45 mn
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B omgHoropiyto xpyrimogoHHyt0 KonOy emkoctbio 100 M1, cHaOXeHHYI BOZOOT-
nenutenem (Hacaakoi Juna—Crapka) ¢ 0OpaTHBIM XOJOTUILHUKOM, MOMEIIAI0T
10 r stmwrenrmukoins, 10 r nuknorekcanona, 30 r Oensona m 1 kammo ¢oc-
¢dopHo#t kucinoTel. CMech HarpeBarOT Ha KoJOOHarpeBaTelie B TeucHue 3—4 ya-
COB JI0 TeX MOp, MOKa B JIOBYIIKE HE MepecTaHeT cobuparbes Boma (~2.5 mu).
Janee mepeHOCAT CMeCh B JICIUTEIHHYIO BOPOHKY, IIPOMBIBAIOT HACHIIIEHHBIM
pactBopoM xsopuaa Harpust (3%X15 mi). OObeqHHEHHBIEC BOAHBIE BBITSIKKH IKC-
Tparupytor Oeuzonom (15 mi), opraHuueckue Gpakiuud OOBETUHSIIOT U CYIIaT
npokajeHHbiM K,CO;. PacTBOpuTEns ymnansioT B BakyymMe BOAOCTPYHHOTO Ha-
coca, a octartok meperoHstoT. [lomydator 12.5 r (86% or TeopeTnyeckoro);
T. kun. 68-70 °C/ 13 mm pr. ct.; ng 1.4583.

AMP 'H & (m.a., CDCl3): 1.41 (2H, ywup. c); 1.60 (8H, u. m.); 3.93 (4H, ¢).
AMP 3C 6 (m.g., CDCly): 24.0; 25.2; 35.2; 64.1; 109.0.

B4.2.3. (E)-Oxcum GeH3aabaeruia
(anmu-6en3anbaoKCHM)

CHO O
©/ + NH,OH @/\

lmgpokcnnamuH rugpoxnopug 104 r

Opr.7.2.¢c.73

NaOH 10r
beH3anbgerng, 1061
ddup 100 mn

B tpexropiyio konby emxocThio 250 M, CHaOXKEHHYIO MEMIANIKOW, 0OpaTHBIM
XOJIOJUIIbHUKOM M KalelbHOW BOPOHKO#, momeriaroT pactBop 10 r rugpok-
cuga Hatpus B 50 MJI BOJAbI M MOPLHHIMH MPU MEPEMEIIMBAHUHA U OXJaXKJe-
HUU XOJIONHOHW Bomoi noGapnsroT 10.4 T rugpoxiopuga THAPOKCHUIAMHUHA.
3areM pEakIHOHHYIO CMECh OXJIAXKJAIT M K HEell HmpHOaBISIIOT MO KalisiM
npu oxnaxaeHun 10.6 r cBexeneperHaHHoOTO OCH3abAernaa. PeakimmoHHY0
CMecCh TEepEeMEeINBAIOT Io0Jiyaca MpU KOMHATHOW Temmeparype. B ciyuae
BBIMAJCHUS OCaJKa €ro pacTBOPSAIOT Ho0aBiieHMEM HeOOJIbIIOr0 KOJIH4e-
CTBa BOJBI. 3aTeM PacTBOP JBaXKJbl KCTPArUPYIOT HEOOJBIIUMU MOPIHUS-
Mu 3dupa (2x25 mi), s3¢upHble BHTSKKH OTOpachBalT. B BogHyio dasy
nponyckatior CO, 10 Tex mop, MoKa He MPEKPATUTCS BBIMAJCHHE OCAaJKa.
[IpoaykT peakumu m3BiIekawT >¢hupoM, cymar npokaieHasiM Na,SO, u ot-
TFOHSIOT PAacTBOPUTENb. [lOJIydarT XeJITOBATOE MAacio, KPUCTAIIH3YIO-
meecst Ha xomony. Beixox 9.7 v (80% or teopermueckoro), T. . 36 °C;
T. kur. 123 °C / 14 MM pr. cT.

AMP 'H & (m.a., CDCl3): 7.45 (3H, m); 7.67 (2H, m); 8.29 (1H, ¢); 9.86 (1H, yw. ¢).
AMP 3C & (m.o., CDCl,): 127.0; 128.7; 130.0; 131.7; 150.5.
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B4.2.4. (Z)-Oxcum Oensajbaernia
(cun-6enzaapaoKcum)

V. p. 1048
@/%N/OH HCl m
Et,0 H
(E)-beH3zanbaokcum 10r CunHTe3 npoBOAAT
S¢wup abe. 50 mn B BbITAXKHOM WiKady

HCI cyxon
Na,CO; Hacbiw,.

10 r (E)-6enzanpmokcuma pactBopsiror B 50 M1 abc. adupa u yepes MIMPOKYIO
TpyOKy IpH IepeMeIluBaHuu mpomnyckaoT cyxoid HCI. BecuBeTHble KpUCTAILIbI
rugpoxiopuaa (Z)-6eH3anpaokcuMa OTQHIBTPOBEIBAIOT, IPOMBIBAIOT Ha (DUIIBTPE
abc. 3pUpOM U MEPEHOCAT B JCIUTEIbHYI BOPOHKY. KpHCTayulbl MOKPHIBAIOT
cioeM adc. a¢upa U MOCTENEHHO MPU MOCTOSHHOM BCTPSXHBAHUM HEOOIBIINMU
nopuusaMHU 100aBISIIOT HachieHHBIH pacTBop Na,CO; mo mpekpaiieHus Bbije-
nenus CO,. DdupHBIA CIIoH, coaepkamuid eIeBOi MPOAYKT, OTACISIOT, CyIIaT
npokaneHHbiM MgSO,, 3¢up ynansoT Ha poTOpHOM Hcmapurene. Kpucrammm-
YECKHUI OCTAaTOK, COAEepIKAIIMiA HEOOBbIIOE KOIMYECTBO MACIO00pa3HOTO Bellle-
CTBa, TOMEIIAIOT HA MOPUCTHIN CTEKIISIHHBIA (WIBTP M aKKypaTHO OTIKHUMAIOT,
MOJCOCAMHUB BakyyM. KpucCTalljbl pacTBOPSIOT B MUHHUMAJIBHOM KOJIUYECTBE
abc. sdupa u godasmsaorT HU3KuH (T. kumn. 36—69 °C) meTponelHsiii 3GUp Win
reKcaH 0 OKOHYaHWsS oOpa3zoBaHus ocaaka. Ocajok OT(UIBTPOBBIBAIOT U CY-
mraT B Bakyyme. Ilonyuator 7 T (70% ot Teoperudeckoro) (Z)-0eH3ajbIoKcuma,
T. 1. 130 °C.

AMP H & (m.a., AMCO-dg): 7.26 (4H, u. m.); 7.80 (2H, m); 11.49 (1H, ¢).
AMP 3C & (m.a., AMCO-dg): 128.4; 129.5; 130.4; 131.1; 144.8.

B4.2.5. OkcuM HHKJIOreKCAHOHA

o N
~OH
+ NH,OH ——>
H,0

0. Bbin. IV. c. 80

LinknorekcaHoH 59r
AueTat HaTpuA 6.1r
[mapokcnnammHrngpoxnopug 63r
Bopa 72 Mmn

B Tpexropnyo KpyriomoHHYI0 KonOy emkocThio 100 mut, cHaO)KeHHYIO MarHWT-
HOW MemIankoi, 0OpaTHBIM XOJOAWIBHUKOM M KalleJIbHOH BOPOHKOH, ITOMEIIAIOT
32 M Bogsl, 6.3 T ruApoxIOpHAa THAPOKcHIaMuHA M 6.1 T amerara HaTpus.
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[Ipu sHepruyHOM TEpEeMENMIMBAaHUN HAarpeBarT coaepkumoe koiobl no 60 °C
U MeieHHo B TedeHne 10 MUH MO KarusiM npubaBisiioT 5.9 r HUKIOreKcaHOHa.
Peakunonnyto cmech nmepememmuBator B Teuenne 30 muH mpu 60 °C, 3atem
MEepeNMBaIOT B cTakaH M oxJjaxaaT a0 5 °C. BenaBuine KpUCTAMIIbl OKCHMA
IUKJIOTeKCAHOHA OTCACHIBAIOT HAa BOPOHKE BroxHepa, MPOMBIBAIOT XOJOAHOM
(~5 °C) muctunnupoBanHoi Bomoit (2%20 mu) u oTxuMaroT Ha ¢uneTpe. Kpu-
CTaJUTBl TIEPEHOCST Ha (UIBTPOBANBHYIO OyMary W cymiaT Ha BO3ayxe. Bwixon
4.1 r (60% ot Teopernyeckoro); T. mwi. 86-88 °C.

AMP 'H & (m.a., CDCl3): 1.61 (6H, u. m.); 2.22 2H, 7, J = 6 Tu); 2.51 (2H, 7, J = 6 Tu);
9.78 (1H, ¢).

AMP 3C 6 (m.g., CDCly): 24.5; 25.6; 25.8; 26.9; 32.1; 160.6.

b4.2.6. 2,4-lnanTpodpeHUIATHAPa30H MUKIOTEKCAHOHA

Opr.T. 2.¢c. 71
NHNH, 0 NH_N=<:>
L, O — X
Oz NO, O,N NO,
OHOTr 4r CuHTe3 npoBoAAT
H,S0O, KoHLU. 20 mn B BbITA’)KHOM WIKady
LinknorekcaHoH 25r

B kpyrmogonnoi#i xonbe emkocthio 250 M B 10 M3 BOABI CycHeHIUPYIOT
4 r nuaUTpOodeHMITHAPa3UHA. 3aTeM IpH NepeMeInBaHuy npudasmsaoT 20 M
koHi. H,SO, u 3arem momonuutensHo 20 mum Boael u 70 Mi staHona. K mo-
Jy4eHHOMY TEIUIOMY PacTBOPY HPHUOABISAIOT PAacTBOP 2.5 T IUKIOTEKCaHOHA
B 10 mu crnmpra, HarpeBarOT pacTBOP A0 KHUIIEHHWS M OCTABISIOT OCTHIBATh.
BrimaBmme nmpu OXiaXkACHUH KPHUCTAIIB OTQUIBTPOBBIBAIOT, HPOMBIBAIOT
BOJOH, HEOONBITMM KONMYECTBOM cHUpPTa, 3dupa m cymar Ha (uiIbTpe.
Beixon ~5 r (90%); 1. mi. 162 °C.

AMP H & (m.g., CDCly): 1.72-1.81 (6H, m); 2.47 (4H, m); 7.93 (1H, p, J = 9.5 Tu);
8.24 (1H, pa, J = 9.5 Tu n 2.5 Tu); 9.08 (1H, A, J = 2.5 Tu); 11.18 (1H, ¢).

AMP '3C & (m.a., CDCly): 25.4; 25.9; 27.0; 27.1; 35.5; 116.2; 123.5; 128.6; 129.8; 137.3;
145.2; 161.5.

B4.2.7. ®eunnmeranuMuH (0eH3aIbMETHIAMHUH)

CHO
\N/
©/ + —NH, e @/\

B-X. c. 471
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beH3anbaerng, 1061 CuHTe3 npoBOAAT
MeTtnnamuH, 33%-1 BOOHbIN pacTBOpP 15r B BbITAXKHOM LIKady
ddup 40 mn

B nByropinyro kon0y emkocthio 100 mi, cHaOxeHHYIO OOpaTHBIM XOJO-
OUIBHUKOM, MarHMTHOM MeNIaJKOW W KameJlbHOW BOPOHKOH, MOMENaroT
10.6 r Gensampaeruna. B teuenume 20 mun mpubasmstor 15 r 33%-ro Bo-
JHOTO pacTBOpa MeTHIaMHHa. Peaknus mpoTekaeT C BBHIJAEJIEHHEM 3Ha-
YUTEIBHOTO KoJM4ecTBa Teruia. sl 3aBepmIeHHs peaknHH CMeCh OCTaB-
nsg0T Ha 12 YacoB mpW KOMHATHOW TemIeparype, 3aTeM HachIIIaT
pacTBOpP MOBAapEHHOW COJBIO U IKCTPATHPYIOT MPOAYKT adupom (2x20 mu).
OdupHeii pactBop cymar npokaireHHbBIM K,CO;. Ddup ymansoT Ha po-
TOPHOM HCIIapUTeNe, OCTATOK IMepeToHAoT u3 KonObl KisiizeHa ¢ HEBHI-
coxuM neduermaropom. Beixog 8.3 r (70% oT TeopeTHuecKoro), T. KHII.
183-185 °C/ 760 mm pr. cT; nZ 1.5498.

AMP H & (m.a., C¢Dg): 3.38 (3H, ¢); 7.24 (3H, m); 7.83 (2H, m); 8.01 (1H, ¢).
AMP '3C & (m.4., C¢Dg): 48.0; 128.3; 128.7; 130.4; 137.2; 161.8.

B4.2.8. N-[(E)-®eHuameTuieH]aHUIUH
(N-Gen3uauaeHaHNINH, OEH3aIbAHUJINH)

B-X. c. 472

o™ oo

beHzanbaerng 106 r
AHUNNH 93Tr
ST1aHon 96%-n 16.5 mn

B nByxropnyio koinby emMkocThio 50 My, CHAOXEHHYIO OOpaTHBIM XOJIOAMIbHU-
KOM, MarHUTHOHW MEIIaJKoW M KamelabHOH BopoHKoH, momemator 10.6 r OeH-
3ambJerua | MPU XOPOIIEM IEPEMEIIMBAHUK NpHKanbBaroT 9.3 r anunuHal,
Peaknus HauMHaeTCs 4epe3 HECKOJIBKO CEKYHII M CONMPOBOXKIACTCS pa3orpeBaHuU-
eM U BblAelieHHeM Boibl. Yepe3 15 MHUH cMech BBUIMBAIOT B CTaKaH €MKOCTBHIO
60 mu1, comeprkartuit 16.5 M 96%-ro cnupra. Kpucramausaius HadnHASTCS ye-
pe3 HECKOJIBKO MHUHYT. PacTBOp OXJIaKIArOT JIbJOM, OCAJIOK OT(GUIBTPOBBIBAIOT
U cymar Ha Bo3myxe. Beixog 15.8 r (87% or Teopernueckoro), T. mr 52 °C.

! PeKOMeHZ[yeTCSI IMPUMEHATH CBEKCICPECTHAHHBIC 6GH3aJ'II:}1€FI/IZ[ U aHUJIUH.
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IIpn ynmapuBaHMM MaTOYHOIO PAacTBOpa B BaKyyMe€ MOXHO JONOJHHUTEIbHO
BBLIETUTH ~1 T mpoaykra.

AMP 'H & (m.g., CDCly): 7.19-7.24 (3H, m); 7.35-7.46 (5H, m); 7.86-7.90 (2H, m); 8.42 (1H, ¢).
AMP '3C 6 (m.a., CDCl,): 120.8; 125.9; 128.69; 128.72 129.1; 131.3; 136.2; 152.0; 160.3.

b4.29. 4-(1-InknorekceH-1-ua)mopdosun
(1-mopdoanHonuKIOTeKceH-1)

COIr. c6. 12. c. 96

LinknorekcaHoH 147 r
MopdonuH 157 r
n-Tonyoncynbdokucnora (TCK) 0.15r
Tonyon 30 mn

B aByxropiayo KpyriIoJoHHYIO K00y eMmkocThio 250 mil, CHaGKeHHYIO Hacal-
kol Jluna—Crapka ¢ oOpaTHBIM XOJOAWUJILHHUKOM, MOMEIAT pacTtBop 14.7 T
uKiorekcanona, 15.7 r mopgonuna u 0.15 r n-ronyoncynbhokuciorsr B 30 M
tonyona. CMech HarpeBaloT JI0 KUIeHHs. BbinereHne BOIAbl HAYMHAETCS Cpa-
3y M 3aKkaHuHMBaercs 4epe3 2-3 yaca. PacTBopuTENb OTTOHAIOT HAa POTOPHOM
ucnapurene. OCTaToK MEpPEroHS 0T B BaKyyMe BOJOCTPYHHOTO Hacoca. BeI-
xox 20 r (80% ot Teopernmueckoro), T. kum. 118-120 °C / 10 mm prt. cr.;
nZ 151221,
AMP 'H & (m.a., CDCl3): 1.56 (2H, m); 1.68 (2H, m); 2.06 (4H, m); 2.78 (4H, T, J = 4.8 Tu);

3.73 (4H, 1, J = 4.8 Tu); 467 (1H, T, J = 3.5 Tu).
AMP 3C & (m.g., CDCl,): 22.8; 23.2; 24.4; 26.8; 48.5; 67.0; 100.4; 145.4.
Amnanornuno u3 16.8 r muknonentanona u 20.8 r mopdoianHa MOIydYaroT

23.8 r (78% ot Teoperrueckoro) 4-(l-muknoneHren-1-un)MophoanHa; T. KHUIl.
107 °C / 12 mm pr. cr.; n¥ 1.5118.

AMP 'H & (m.a., CDCl3): 1.89 (2H, u. m.); 2.35 (4H, u. m.); 2.88 (2H, T, J = 4.8 Tw);
3.73 (2H, 1, J = 4.8 Tu); 4.46 (1H, yw. c).

AMP 13C 6 (m.g., CDCl,): 22.5; 30.3; 31.3; 49.1; 66.6; 98.2; 151.7.

1 1-Mopdonunonuknorekcen-1 oueHb JIErko THAPOIU3YETCS. [IpH JTUTENEHOM XPaHEHUH

B XOJOAUJIBHOM H_IKaq)y npemnapar O0OBIYHO HEMHOTO JKCITECT, HO 3TO HC MEIIACT €ro Uuc-
MOJIb30BAaTh B IMOCICAYIOMUX PCAKIUAX.
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Bb4.2.10. N,N,N,N-TerpamernamMeTaHaAuaMuH
(bnc(muMeTHIIAMHHO)METAH, TETPAMETHIMETHIECHIHAMHUH)

TnA. c. 135
\\IH + HCHO = \N_/
OumetnnamuH, 40%-1 BOOHbIN pacTBOpP 50 mn CuHTe3 npoBOAAT
®opmanuH 35%-1 17.5 mn B BbITAXKHOM WWIKady

B nByxropiayro koi0y emkocthio 250 mil, CHaOKEHHYI0 O0OpaTHBIM XOJOIUIHHH-
KOM, MarHUTHOW MEIIAJIKOW M KamneinbHoW BopoHKoH, momeriaroT 50 mu 40%-ro
BOJIHOTO PAacTBOpa JUMETHIAMHUHA U TPU OXJAXKJICHHH JIJOM U IMEpPEeMEIIu-
BaHuu npubasistor 17.5 mu 35%-ro BogHOro pactBopa opmanuna. Cmech
nepeMerirBaoT 10 MUHYT MpU KOMHATHO#M Temmeparype. PacTBop HachIIAlOT
K,COg, BepxHIOIO a3y otnenstot, BeicymuBawT 6e3BoaapiM K,CO; u nepero-
0T (cM. npumedanne 2 Ha ¢. 206). Breixox 16.3 r (80% ot TeopeTHuecKoro),
T. xun. 84 °C / 760 mm pr. cr.; n¥ 1.4005.

AMP 'H & (M.4., C;Dg): 2.25 (12H, ¢); 2.64 (2H, ).
AMP 3C & (M.4., CeDy): 43.3; 83.7.

Bb4.2.11. N,N,N,N-TerpadTuiiMmeTanquaMuH
(buc(MMITHIIAMUHO)METaH, TeTPAITHIMETHIICHTHAMMH)

J. Am. Chem. Soc. 1932. V. 54. P. 4172

DNH +(CH0), — g‘vg

OvsTtrnamuH 50r CuHTEe3 NnpoBOAAT
K,CO, 10r B BbITAXKHOM WKady
Mapadopm 10r

ddup 50 mn

B oaHOrOpiyo KpymiofoHHyio konOy' emkoctsio 500 mi1, cHaGxkeHHYIO dek-
THBHBIM OOpPaTHBIM XOJOIUIBLHUKOM, moMmemarT 50 r qustmwiamuna, 10 r mapa-
(dbopMa M HECKOJIBKO KHIIEJIOK. Peakiiys, B 3aBUCMMOCTH OT KaueCTBa MCXOTHBIX
peareHTOB, MOXKET MPOTeKaTh O4eHb OypHO! IT03TOMY peareHTBHl CMEIIHBAIOT

L Jlns xXonoamnpHUKA U Koi6s HIII 29,
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B YKa3aHHOM MOpsAKe OBICTPO M Cpasy ke NPUCOETUHSIOT paboTaroIiuii 00-
patHbIi XonoauabHUK. Konly BCTpSXHMBAaIOT M AOXKHIAIOTCS Hayama dK30Tep-
Muueckoi peakiuu’. Tlociie OKOHYAHHUS YK30TEPMUYECKON PEAKIMU PEAKIIMOH-
HYI0 CMECh KHUIATAT C OOpaTHBIM XOJOJMJIBHUKOM JIO TTOJIHOTO PacTBOPEHHS
napadopma. Korma peaknust 3aKOHUMTCS U CONEPKUMOE KOJOBI OXJIQJANUTCS 10
KOMHaTHOH Temmeparypsl, nobasustor 10 r 6e3Bognoro K,CO; u ocrasis-
IOT CTOSITh Ha HOYb, 3aKPHIB XOJOIMJIBHUK XJIOPKaJIbLIUEBOW TpyOKoH. 3aTem
K,CO; otdunbsrpoBsiBatoT, mpoMeiBatoT d¢upom (50 mi), adup OTroHSIIOT U3
¢ubTpara npu aTMoc(epHOM JaBIIEHHH, OCTATOK MEPEroHsIoT, cobupas ¢pak-
o 155-170 °C / 760 MM pt. c1. [ToBTOpHAs meperoHKa MPOU3BOJUTCS B MPHU-
CYyTCTBHHM HEOGONBIIOTO KOJMYECTBA METALIMYECKOro Hatpusa?., Beixom 43.7 T
(83% ot Teoperuueckoro); T. kum. 166-167 °C / 760 mm pr. ct.; n¥ 1.5268.

AMP 'H & (M.a., C¢Dg): 0.98 (12H, T, J = 7 Ty); 2.55 (8H, K, J = 7 Tu); 2.97 (2H, ).
AMP 3C 6 (M.4., C¢Dg): 12.4; 45.3; 74.1.

B4.2.12. N-(9rokcumerni)-N-3TUI3TAHAMUH
(A THIIAMHHOMETHIII THIIOBDBII 2(hup)

J. Am. Chem. Soc. 1932. V. 54. P. 4172

NH + (CH,0). + EtOH —» \,L‘ o
EtOH ( ~ NS

AvatnnammH 243 r CuHTe3 npoBoAAT
STaHon 96%-n 26.7 1 B BbITAXKHOM wWIKady
Mapadopm 10r

ddup 50 mn

B omnOrOpmyto kpymionoHHyro KoilOy emkocThio 500 mul, cHaOxeHHYIO 3¢-
(EeKTUBHBIM OOPAaTHHIM XOJOJUIBLHMKOM®, moMemarT 24.3 I IUITUIAMMHA,
26.7 r sranona, 10 T mapadopMa M HECKOIBKO «KHIEIOK». Peakuus, B 3aBH-
CHMOCTH OT KauecTBa HCXOJHBIX PEarcHTOB, MOXKET MPOTEKaTh OYEeHbH OypHO!
[ToaTOMy peareHThl CMEIIMBAIOT B YKa3aHHOM ITOPSJIKEe OBICTPO W Cpasy XKe IMpH-
COCAMHSIOT paboTaroImuii oOpaTHBIM XONIOAMIBHUK. KOOy BCTpSIXHBAIOT M 10-
JKUJAIOTCS Hayajia 3K30TepPMUYECKON peakiu. B ciydae HEOOXOAMMOCTH KOJIOY
MEPUOAUUECKH OXJIAKIAIOT JIEAIHON Bomoi (0aHIO ¢ JEeASHON BOMOM TOTOBST
3apaHee W CTaBAT PSIOM C PEaKIHOHHBIM IpuOopom). Korma peakmms 3aKOHYHT-
CSl U CONEPIKMMOE KOJIOBI OXJIATUTCS IO KOMHATHOH TEMIIEpaTyphl, HJOOABISIIOT

! B cnyuyae Heo6XOAMMOCTH KOJOY MEPHOAMYECKH OXJAkKIAIOT JeAsHOH Bomoil (6aHro

C JIEISIHOM BOJIOM TOTOBST 3apaHee M CTaBAT PSAIOM C PEAKIMOHHBIM IPHUOOPOM).
CMm. pasa. Al.2. OcraTtku HATpHs B MEPETOHHOW KONOE pas3iaratoT STHIOBBIM CIUPTOM.
Jns xononunpHuKa U komObr HIIT 29.

2
3
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10 r 6e3BomHoro K,CO; M OCTaBIAIOT CTOATH HA HOYB, 3aKPBIB XOJOIHJIb-
HUK XJopKaibiueBoi Tpyokoi. 3arem K,CO; OTQHUIBTPOBBIBAIOT, TPOMBIBAIOT
spupom (50 M), abup ymanasioT U3 QUIbTpara IpU aTMOC(PEPHOM JIABJICHUH,
OCTAaTOK MEpPEeroHstoT, cobupas ¢pakuuo npu 130-145 °C / 760 MM pT. CT.
IToBTOpHAas MEeperoHKa MPOU3BOAUTCS B MPUCYTCTBUH HEOOJBIIOTO KOJIMYECTBA
meTanueckoro Harpus'. Beixox 30 r (69% oT TeopeTHuecKoro)?; T. KHII.
132-134 °C / 760 mm pr. ct.; n& 1.4082.

AMP H & (M.A., C¢Dg): 1.13 (3H, 1, J = 7 Tu);1.20 (6H, 7, J = 7 Tu); 2.79 (4H, k8, J = 7 Tw);
3.36 (2H, kB, J =7 Tu); 4.21 (2H, ¢).

AMP 3C 6 (m.4., C¢Dg): 13.6; 15.6; 45.7; 63.0; 84.4.

b4.2.13. 1,3,5-Tpumern-1,3,5-Tpua3unan
(1,3,5-rpumernarexcaruapo-1,3,5-Tpuazun)

J. Chem. Soc. 1931. P. 1492

I
N

KOH r j
HCHO + [CHNHCI g — N N
2 PN
MeTnnammH CONAHOKMUCIbIN 40 r CunHTE3 NnpoBOAAT
®opmanun 30%-1 55 mn B BbITAXKHOM WKady

K 55 mn 30%-to BomHOTO pacTBOpa (opmMainbaeruia, cogepxamemy 18 r ¢op-
MaJbJIETH/A, TIPH OXJIAXKACHUH JIHIOM 100aBisaioT 40 T' CONTHOKUCIOTO METHII-
amuHa. CMech IepeMENIMBAIOT I1074aca, 3aTeM J00aBISIOT IPU OXJIaXKACHHH
U TepeMeInuBaHuy rpanyaupoBanHeiii KOH 1o oOpaszoBaHus qByX cioeB. 3arem
npunuBaroT 50 M1 3upa, CIOM pas3aeNdioT, BOJHBIN CIIOH SKCTparupyror 3¢u-
pom (2%25 mi). O6senuHeHHbIe dQUpHBIe BHITSHKKU cyar KOH, apup ynanstor
B BaKyyMe BOJOCTpYIHOro Hacoca nox ngasineHneM 100 mm pT. cT., ocTarok re-
peronsitot. Beixon 17 t (67% ot Teopernueckoro), T. kum. 56 °C / 8 MM pt. cr,,
nZ 1.4621.

AMP 'H & (M.a., C¢Dg): 2.24 (9H, ¢); 2.9-3.4 (6H, wupokui curHan).
AMP 13C & (m.a., C¢Dg): 40.2; 77.4.

AHaJOTHYHO MOTYT OBITh MOdy4eHsl: 1,3,5-TpusTmirekcarunpo-1,3,5- Tpuasun
¢ BBIX0IoM 82% oT TeopeTudeckoro, T. kum;, 56 °C / 8 MM prt. c1.; Np?® 1.4595;
1,3,5-Tpuammmnrekcaruapo-1,3,5-tpuasun ¢ BerxogqoM 79% OT TEOPETHUYECKOTO;
T. kun. 114 °C / 10 mm pr. ct.; nZ 1.5117; 1,3,5-tpubyrrirexkcaruapo-1,3,5-tpu-
asuH ¢ BeIxomoM 78% ot Teopermueckoro; T. kum. 106 °C / 1 MM pr. cr.;
ng® 1.4560.

Cwm. paszg. Al.2. OcraTku HaTpusl B NEPErOHHON KOJIOE pasiiaraloT 3THJIOBBIM CIIHPTOM.

2 KoHeuHblil mpoaykT — nakpumarop. Ilocyay Moot moj Taroif pas6asiennoit HCI.
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b4.2.14. 1-®enmITaHON
(meTnndennaKapouHOI)

Nab. c. 133
O OH

NaBH, HIH,0

EtOH
AueTtodeHoH 12r
boprugpuvg HaTpus 1.22r
STUNOBbLIN CNUPT 25 mn
ddup 60 mn

B Tpexropayrw koiaby emkocThio 150 ™My, cHaGXeHHYI MarHUTHOWM
MeEIIaJIKOH, KaneabHOH BOPOHKOH, TEPMOMETPOM W OOPATHBIM XOJOAMIHHUKOM,
nomeniatorT 1.22 v Gopruapuaa HaTpus U 25 M 3TwioBoro crnmpra. [Ipu mo-
CTOSTHHOM IMEpEeMEIINBAaHUU NO00aBIAIOT MO KAaIUISIM W3 KalelabHOH BOPOHKH
12 r anerodenoHna, ciaeas 3a TeM, 4TOOBI TeMIeparypa PEakIMOHHON CMecH
e npesbimana 50 °C. Ilociae Toro kak Bech areToheHOH MpHOABIEH, peak-
LHOHHYIO CMECh IEpPEeMEIMBAIOT eme 15 MUH mpu KOMHATHOW TeMIiepaType
U 3aTeM, He TMpeKpaias MmepeMelInBaHus, 1Mo KarmiaM J00aBisoT okono 10 mi
10%-ii HCI. IIpu sToM BBIAeasieTcss Bomopox’. Comepikumoe KonObl Hepe-
nuBaioT B koby Broprna emxocthio 100—150 mur co cpegHuM HIIM BBICOKHM
nedrermaTopoM, CHaOKEHHYIO XOJIOAMILHUKOM C aJlOH)KeM, M Ha KoJIOOHarpena-
TeJe OTTOHSIIOT TAHOJ A0 TEX IMOp, MOKa KUIKOCTh HE Pa3lIeNUTCs Ha JBa CJOS.
[Tocne oxnaxkaenus 00a ClIoS BEUIMBAIOT B JEIUTENBHYIO BOPOHKY U OCTOPOKHO
BerpsaxuBaroT ¢ 20 M adupa. DPUPHBIH CIOH OTAEIAIOT, a BOAHBIA CHOBA JKC-
Tparupyot 3¢upom (2%20 mir). DPHUPHBIE BBHITHKKH 00BEIUHSIIOT, BHICYIIHBAIOT
Haj npokaneHHbIM K,COj, OTroHSIOT 3(up, a 0CTaTOK MEPETOHSIOT B BaKyyMe.
Breixong 8.7 r (72% ot teopernyeckoro); T. kum. 95-97 °C / 13 MM pT. CT.;
n3’ 1.5245.

AMP 'H & (m.g., CDCly): 1.50 (3H, &, J = 6.5 y); 3.51 (1H, ywwup. c); 4.84 (1H, K, J = 6.5 Tu);
7.31-7.40 (5H, m).

AMP '3C & (m.a., CDCly): 25.1; 70.2; 125.3; 127.3; 128.4; 145.7.

! ITlo COCCACTBY HE IOJIKHO OBITH 3aKIKEHHBIX TOpEIIOK.
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b4.2.15. BensruapoJ
(mudennaxaporHO, AMPEHAIMETAHO)

V. p. 523; COI. c6. 1. c. 82

(0] OH
Zn/NaOH
—_—
EtOH

beH3odeHoH 61
DTaHon 96%-n 75 mn
LinHkoBasa nbinb 64r
NaOH 64r

B Tpexropayro KpyriogoHHY K00y emkocThio 250 mul, CHaGKEHHYIO TEpPMO-
MeTpoMm!, 0OGpaTHBIM XOJOAMIBHUKOM M MEXaHUYECKOW MEINAJIKOM, MOMEIAKOT
75 mu atusoBoro cnupTa, 6 r 6enzodenona, 6.4 r NaOH, 6.4 r HUHKOBOW MBLIH
U cpa3y BKIIOYAIOT MEepeMelIBaHie U OOpaTHBIN XONOOMIbHUK. Yepe3 HeKoTo-
poe BpeMs TeMIiepaTypa PeakIHOHHONH CMECH CaMONPOU3BOIBHO MOBBIIIACTCS
no 60-70 °C, 3arem cMech HarpeBaroT Ha BomsHo# Gane mpu 50-60 °C B Te-
yeHrne 1 gaca, oXJIaXJIalOT U QUIBTPYIOT Yepe3 CTeKISHHBIH GuiabTp. Ocanok
MPOMBIBAIOT TOPsturM criuptoM (2x10 i), GuibTpar BEUTHBAIOT B CTakaH C Jie-
nsiHoi Bomoi (200 Mi1) ¥ MOOKKCIIAIOT 10 KUCJION peakiuu cpenabl. BelmaBuiuii
B 0CaJ0K OCH3TUAPON OT(GHUIBTPOBHIBAIOT U BHICYIIMBAIOT Ha BOo3ayxe. Brixon
4.8 r (80% ot teopernueckoro), T. mwi. 64—65 °C. Tlocie mepekpucTaIn3a-
U U3 HeOONBIIOro KonmdyecTBa crnupra (~5 mi) momydaror 3.4 r© mpomykTa
(70% ot Teoperuueckoro); T. mi. 67-68 °C.

AMP 'H & (m.a., CDCl3): 2.59 (1H, c. ywup.), 5.80 (1H, c), 7.34 (10H, m).
AMP 3C & (m.g., CDCl,): 76.1; 126.5; 127.5; 128.4; 143.7.

b4.2.16. 4-[1-Metua-1-(4-ruapoxcudeHua)I 1| peHo
(6uctenon A, 2,2-6uc(N-ruapoKcuPeHUT)IPONaH)

Q" > i OO

Mak. c. 359

®eHon 10r
AuUeToH 38r
H,SO, KoHu, 107 r

! Ha xonerg TEPMOMETpPaA HAACT MaJICHbKHIT KyCOYCK NlIaHra.
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B koHmueckyro konly ¢ mHpOKHM ropioM emkocThio 100 mi momemiaroT
10 r ¢enona u 3.8 r amerona. [Ipu mepemMemInBaHWUU M OXJIAXKJIEHUHU JIBJIOM
MemnenHo npukansBatoT 10.7 r xonn. H,SO,. Temneparypa cmecu He HOKHA
npu 3ToM moaHuMarbes Bbime 15-20 °C. T'ycTyro Kamuily OCTOPOXKHO TMpH
MepeMeNINBaHUN Pa30aBNIAIOT JEASHON BOZOH, MPOAYKT OTHUIBTPOBBIBAIOT,
MPOMBIBAIOT JICASHON BOJOW M KPUCTAJUIU3YIOT M3 MHUHUMAJIBHOTO KOJHYe-
crBa 40%-ro pactBopa CH;COOH. Beixon 9.7 r (80% or TeopeTuveckoro),
T. kum. 250-252 °C / 13 mm pr. cr.; 1. wr. 153-154 °C.

AMP 1H 6 (m.a., CDCl;, AMCO-d): 1.52 (6H, c); 6.62 (4H, g, J = 8.7 Tu);
6.95 (4H, g, J = 8.7 Tu); 8.0 (2H, ywwup. c).

AMP 13C & (m.a., CDCl;, AMCO-dy): 30.7; 40.8; 114.3; 127.0; 141.0; 154.5.

b4.3.  Peakyuu anede2udoe u KemoHoe no amomy yanepooa,
cocedHemy ¢ Kap6oHuneHoli 2pynnoli

b4.3.1. (3E)-4-®enunn-3-0yren-2-on’

(ben3mMaeHALIETOH)
COM. c6. 1 c. 76
(0]
@/CHO NaOH @/\/u\
+ O ——»
H,O

beH3anbaernpg, 20 mn
AueToH 40 mn
NaOH, 10%-n pactBop 5 mn

beH3on 20 mn

B Tpexropnyio KpyrniogoHHYIO K00y eMkocThio 150 M, cHaGXEeHHYIO BO3-
JOYUTHBIM XOJIOAWJIBHUKOM, KalellbHOW BOPOHKOH M TEPMOMETPOM, MOMEIAIOT
40 M amerona u 20 M CBeXxenepersaHHoro oeHsanpaeruaa. K atoit cmecu us
KareJapbHOW BOPOHKH MeIjIeHHO mpubaBisatorT 5 ma 10%-ro BogHOro pacTBOpa
NaOH mpu mocTossHHOM TiepeMernBanus (MarHUTHAS MEIIANKa) W OXJIakie-
HHUM XOJIOJHOW Bojo#. Temmeparypa peakIIMOHHOM cMEcCH BO BpeMsl IPOBEJe-
HUs peakiuu noaaepxuBaetcs B mHTepBane 25-31 °C. Ilocne npubaBiaeHUs
Bcel mienoun cMmech mepemeniuBarorT 2 vaca mpu 20 °C. 3areM K peakiHMOH-
HO# cMmecu mpubasnsor pazbasinennyro HCIl mo xmcemoit peakiuu. J[Ba 06-
pa30BaBIINXCS CIIOSI PA3fEsOT B JENUTENbHOW BOpoHKEe. HUXHUN BOIHBIN
cioit skcTparupyror 6enzonoM (2x10 mu). BeH30mbHBIH pacTBOP MPHOABISIOT
K BEpXHEMY OpraHH4ecKoMy cJior0. OpraHu4ecKyro BBITSIKKY IPOMBIBAIOT BOIOM
U cymar npokaineHHbiM MQSO,. BeH30m OTroHSIOT Ha POTOPHOM HCHapHUTEIe,

! Tpenapar BBI3BIBAET a/IEPTHIO, PA3PAKAET KOKY.
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a OCTaTOK MEPEroHSAIT B BakyyMme B uHTepBase 137-142 °C / 16 MM prt. CT.
Boixon 22 r (77% ot teopetnueckoro), T. 1. 40-42 °CL,

AMP 'H & (m.a., CDCl3): 2.31 (3H, ¢); 6.65 (1H, g, J = 16 Tu); 7.33 (3H, m); 7.43-7.48 (3H, m).
AMP 3C & (m.4., CDCl,): 27.2; 126.9; 128.0; 128.7; 130.3; 134.2; 143.1; 198.0.

b4.3.2. (3E)-4-(2-®ypun)-3-6yTen-2-on
(2-pypdypnannenamneron)

COIM. ¢6. 1 c. 451

Goe o 55 Doy

Oypdypon 16.5 mMn
AueToH 32 mn
NaOH, 33%-1 pactBop 3.7 mn

B Tpexropayio KpyrionoHHY0 Koiby emkocThio 500 M, cHaGKeHHYH Me-
XaHUYECKOW MEMNIaIKOM, KarmeabHOW BOPOHKOW W OOPAaTHBIM XOJOAHILHUKOM,
nomematoT 150 M Boabl, 16.5 M cBexemneperHaHHOrO B BakyyMe ¢Gypdypoia
u 32 mi aneroHa. CMech oxyaxaaroT npu nepememuBanuu no 10 °C u 3atem
nobasmsror 3.7 mut 33%-ro pactBopa NaOH, 4to conpoBoxaaeTcsl BhIIEICHUEM
teria. He oxnaxk/as, peakiiMOHHYI0 CMeCh TepeMeInBaiT 4 Jaca, 3ateM J0-
6asmsaor 10%-it pactBop H,SO, mo kucioit peakuuu (~18 mu). IonmydeHHyio
CMECh MEPEHOCAT B JIEIMTEIbHYI BOPOHKY. HWKHMIA CIIOW OTAEISIOT U Iie-
PETOHSIOT B BaKyyMe C BO3IYIIHBIM XOJIOAWUIBHUKOM. [IpHEMHHK MOMENIAIOT
B 0aHIO C XOJNIOJJHOW BOJOH; KaK TOJMbKO JUCTHJUIAT HAYHET KPHCTAITM30BATHCS,
MpUEeMHUK MeHsoT, U npu 114-118 °C/ 10 MM pT. CT. COOMPAIOT MPOMYKT.
IIpu oxnakaeHUM JAUCTHILIAT MOJHOCTBIO 3aCTHIBAET B JKEITYIO KpUCTaJLIHUE-
ckyr Maccy. Beixon 16 1 (62% ot Teopetudeckoro u3 pacdyera Ha Gpypdypon),
T. . 37-39 °C.

AMP 'H & (m.4., CDCly): 2.22 (3H, ¢); 6.39 (1H, m); 6.50 (1H, a, J = 16 T); 6.58 (1H, m);
7.18 (1H, g, J = 16 Tw); 7.41 (1H, ¢).

b4.3.3. (1E,4E)-1,5-Indenni-1,4-nenraauen-3-oH
(mnGen3anbaneToH, THOEH3NIUIEHAIIETOH)

COM. ¢6. 2. ¢c. 179

CHO _NaOH
2 +
>== EtOH

CBeTII0-KeThIe KpUCTAJUIBL.

1
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beH3anbaerng, 5r
AueToH 15r
STNAoBbIN cNUpT 96%-1 40 mn
NaOH 5r

B crakaH, cHaOXEHHBIM MEXaHMYECKOM MEIIAJIKOHW, MMOMEIIAIOT OXJIaXICHHBIN
pactBop 5 T NaOH B 50 mu Bogst m 40 mn cnupra. [lommepkuBas temrie-
patypy pactBopa B mHTepBane 20-25 °C, mpu 3HEPTrUIHOM IMEepEeMEITHBAHUN
MpuOaBJIAIOT TOJOBUHY CMECH, NMPHUTOTOBIEHHOW M3 5 T CcBEXeNeperHaHHOTO
oem3anpaeruga u 1.5 r anerona. Uepes 2—3 MUH MOSBIISIETCS JKEITOE MOMYTHE-
HHUE, KOTOPOE CKOpPO MEPEXOIUT B XJIONBEBUAHBIA ocanok. Yepes 15 muH B pe-
aKIIMOHHYIO CMECh JI00aBISAIOT BTOPYIO ITOJIOBHHY CMECH alleToHa W OeH3aib/e-
runa. CunmpHOE TepeMeluBaHie MpooDKatoT emie B TedeHne 30 MUH, mocie
4ero KameoOpas3HbI 0Ca/JIOK OTCAChIBAIOT Ha CTEKJISTHHOM (DMIIBTpE, TIATENbHO
MPOMBIBAIOT OOJIBIIMM KOJHMYECTBOM BOABl M cymaT Ha Bo3ayxe mpu 20 °C.
Beixon 5.3 r (92% ot Teopernyeckoro), T. wi. 104-107 °C. JomomHuTenbHAas
OYUCTKa HEOOJBIINX KOJWYECTB MUOCH3ATballeTOHA JOCTHTaeTCs BO3TOHKOW
B Bakyymel.

AMP 'H & (m.4., CDCLy): 7.08 (2H, g, J = 16 Tw); 7.40-7.42 (6H, m); 7.61 (4H, m);
7.74 2H, g, J = 16 Tu).
AMP 3C & (m.4., CDCL3): 125.4; 128.3; 128.9; 130.4; 134.7; 143.2; 188.8.

B4.3.4. (2E)-1,3-OMudenna-2-nponen-1l-on
(xaakoH, Gen3uanaeHANETOPEHOH)

JIAB. c. 98
fe) (0]
CHO NaOH
* EtOH/H,0

beHn3anbaerug 5r

AueTodpeHoH 52r

STnnoBbIN cnupT 96%-1 12.5 mn

NaOH 22r

B morpyxeHHBIIT B 0aHIO CO JIBJIOM CTakaH eMKOCTBIO 250 M, CHaOXCHHBIN
MEXaHUYECKOM MeIakoii u TepmomeTpom?, momemaroT pacteop 2.2 r NaOH
B cmecu 19.6 mi Bomer m 12.5 mut atmioBoro cmupra. B menouHol pacTBOp
N00aBIAIOT 5.2 T CBEXKeleperHaHHoTo aneTo(eHOHa, OXJIAXK/AI0T PEaKIHOHHYIO
cMmech 10 5 °C m cpasy nmobaBnsioT 5 r OeH3ampaeruna. Bo BpeMms peaxiun

ITpoBeneHne BO3TOHKM B Bakyyme cM. pasn. A3.4.

2 Ha xoHel TepMOMETpa HaJeT MaleHbKHil KycOuek NIIaHTa.
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TeMIepaTypy CMecH mojaepkuBaroT ctporo B mHTepBasie 15-30 °C u cmech
HnepeMEIInBalOT odeHb d>Hepruunol. Uepes 2-3 uyaca cMech 3aryCTEBaer,
W pa3MelIrBaHue JeTaeTcs HEBOZMOKHBIM. TOra BHIHUMAIOT MEMIAJKY U OCTAaB-
JSIFOT CMeCh Ha Xoyoay Ha 8 dacoB (MOXKHO Ha HOYB). 3aTeM OXJIaXIAIOT
PEaKHOHHYI0 CMECh JIbJIOM C COJIbIO, OTGUIBTPOBBIBAIOT Ha BOpOHKE Brox-
Hepa B XOJOTHOM COCTOSIHAW BBINABIINKA OCH3MIHICHAIETOPECHOH, MPOMBIBa-
0T ero Ha ¢uabTpe 3 Mi oxinaxkaeHHoro g0 0 °C 3TaHoNa W BBICYIIMBAIOT
Ha BO3AyXe A0 mocTosiHHON Macchl. Beixog 8 r (90% ot Teopernyeckoro);
T. 1. 50-54 °C. Tocne nepexpucramumsanuu u3 96%-ro sranona (4 r coupra
Ha 1 r xamkona) moaydaroT 7 r OeH3miuaeHauneropeHona; T. mwi. 55-57 °C.
JlonoNHUTEIbHAS OYHCTKA HEOONBIINX KOJMYESCTB XalKOHA OCTUTaeTCs BO3-
roHKOH B BakyymeZ,

AMP 'H & (m.a., CDCly): 7.36-7.38 (3H, m); 7.44-7.61 (6H, m); 7.78 (1H, g, J = 16 Tw);
7.98-8.00 (2H, m.).

AMP 3C 6 (m.4., CDCly): 122.0; 128.3; 128.4; 128.5; 128.9; 130.4; 132.7; 134.7; 138.1;
144.7; 190.4.

AHANOrMYHO U3 aneToPeHOHa W COOTBETCTBYIOIIMX apOMAaTHUYECKHX allbIeTH-
JIOB MOTYT OBITh TOJIYYEHBI n-aHU3MIHACHANETODEHOH (4-METOKCUXAIKOH; BbI-
xon 80% ot Teopernyeckoro; T. wi. 184 °C), n-6pombeH3unHacHaETO)EHOH
(4-6pomxankoH; Beixox 90% ot Teoperuueckoro; T. mwi. 126 °C) u MHOTHE
JPYTUe XaJIKOHBI.

b4.3.5. 2-AneTHILHMKIONCHTAHOH
YOX. T. 4. c. 113

O

—\ 0] (0]

@—N O+ ——{ _

/ Cl  EtzN/CHCI,
1-MopdonnHoumnknoneHTex-1 115r CuHTEe3 NnpoBOQAT
TpnatunamnH abec. 8.1r B BbITAXKHOM WIKady
Auetunxnopug 6r
Xnopodopm abec. 125 mn
HCl KoHu,. 10 mn

B Tpexropayro konby emkocThio 250 My, CHaOKCHHYIO MEMIATKOW, Karelb-
HON BOPOHKOW M OOpaTHBIM XOJIOAMJIBHHKOM C XJIOPKAJIBIHEBOH TPYyOKOi,

! Ecmu TeMIIEpaTypa p€akKiuu CIMUIIKOM HHU3Ka WK pasMEIIMBAHUE ITPOU3BOAUTCA CIMUIIKOM

MEJICHHO, TO XaJIKOH BEIJIENIIETCS B BHIE Macia, KOTOpPOE MO3JHEe 3aTBepAEBacT B BHIE
KPYMHBIX KoMKOB. Ecim Temneparype nars noxastecs Boimie 30 °C, To moO0YHEIE peakiun
HIpUBEIYT K YMEHBIICHUIO BBIXOJAa M CHI)KEHHIO YUCTOTHI XalkoHa. OnTHMaibHas TeMIe-
parypa peaknuu 20-25 °C.

2 TIpoBemeHne BOSTOHKH B Bakyyme cM. pasi. A3.4.
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noMmematt 11.5 r 1-mopdonmHonmkimonenrena-1, 8.1 r TpnaTHnaMHHal,
90 mu xmopodopma u oxnaxgaroT g0 0 °C. K momyueHHOMY pacTBOpy NpH-
OaBistoT B TedeHue 1 yaca pacTBOp 6 I YHMCTOTO ameTHIXJIopuaa B 25 M
cyxoro xyopodopma. PeakImoOHHYIO CMeCh mepeMelrnBaiT 1 Jyac U OCTaB-
JSIOT HAa HOYL MPU KOMHATHOHM TeMmepaType. 3areM J00aBISIOT PacTBOP
10 MA KOHII. COJITHOW KHMCJIOTHEI B 25 MIJI BOIBI M KHIATIT B Te€YeHHE 5 yacos
IIpU DHEPTHUYHOM IepeMemuBanui. CMecCh OXJIaXIar0T, OPTaHHYECKUNA CIIOH
OTAEJSAIOT M MPOMBIBAIOT BOIOH (Kaxkmbiii pa3 mo 50 mu) g0 pH BomHOTrO Ciiost
5-6 u cymar mpoxkaineHHbEIM Na,SO,. PacTBopuTens ymaasioT Ha pOTOPHOM
HCIIapuTeIe, OCTATOK MEPEeroHsIOT. Beixoq 6 r (63% OT TeopeTHUECKOTO);
T. kun. 79-81 °C / 12 mm pr. cr.; nZ 1.4890.

AMP 'H & (M.a., CDCl3). MOXHO MHTEpPMpeTMpPOBaTb CNEKTP eHoJbHOM GopMbl (Npw
copepxaHune 6onee 60%): 1.92 (2H, kBuHT, J ~ 8 Tu); 1.98 (3H, ¢); 2.39 (2H, T, J ~ 8 Tu);
2.55 (2H, 1, J ~ 8 Tu).

AMP 3C 6 (m.g., CDCly): 20.3; 20.7; 25.2; 25.8; 30.2; 36.9; 38.8; 62.7; 109.8; 175.6; 202.4;
205.2; 212.9.

B4.3.6. [(1E)-2-Hurpo-l-nponenus]6eH30.
(2-nuTpo-1-pennmamponen)

Memoo A
J. Org. Chem. 1950. V. 15. P. 814
CHO NO NO,
©/ ' N% punk, @/\(
EtOH

beHn3anbaerug 313r

HuntpoaTaH 25r

dTtaHon abc. 35 mn

H-ByTunamuH 0.5 mn

B onmHOTOpNYIO KPYITIOMOHHYIO KOJIOY eMKOCThI0 500 M1, CHAOKEHHYIO MarHHT-
HOM MeIragkoid U 0OpaTHBIM XOJOAUIBHHKOM C XJIOPKAJIbIIMEBOH TpyOKOH, mo-
MemmaroT 31.3 T cBexeneperHaHHoro OcH3anpaeruna, 25 r uurpostana, 0.5 miu
n-OyTunamuHa U 35 M1 abc. aTaHona. PeakIMOHHYIO CMECh KUIATAT 8 4acos,
3aTeM MpU MEPEMENIMBAHUN OXJIAXJAlOT. BhIMaBiine KPUCTALIBI OTHUIBTPO-
BBIBAIOT M MEPEKPUCTAITM30BBIBAIOT U3 3TaHona. Beixoa 35 r (62% ot Teope-
THYECKOro); T. mi. 65 °C.

CHO NO; CH,COONH NO,
©/ R , 3mw 4 m

CaexenepersanHoro Hajx HarpueM. Cm. pazg. Al.2.

Memoo b

1
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Bapuant peaximu Terpu (AHpH) B YCIOBHSIX MHKPOBOJHOBOW aKTHBAIIUH OIHU-
can B pabote: Rajender S. Varma et al., Tetrahedron Letters, 1997, V. 38,
Ne 29. P. 5131.

AMP 'H & (m.g., CDCly): 2.43 (3H, ¢); 7.40-7.46 (5H, m); 8.06 (1H, ¢).
AMP '3C 6 (m.a., CDCl,): 13.9; 128.8; 129.79; 129.83; 132.3; 133.4;147.6.

b4.3.7. 3-lumeTrnaamMuHoO-1-peHUINPONAHOH-1-THAPOXIOPU
(B-aumMeTHIAMUHONPONHO(EHOH COJISTHOKHCIbII)

Memoo A (peaxyus Mannuxa)

COr. c6. 3. c. 184

EtOH, 80 °C N~ HCl

+ (CHzo)n + [MezNHz]Cl W |

AueTodeHoH 20r
Me,NH - HCI 1761
Mapadopm 6.6T
D1aHon 95%-n 30 mn
HCl KoHLU,. 1 mn
AueTtoH 160 mn

B onmHOTOpNyI0 KPYrIOAOHHYIO KOOy eMkocThio 250 M1, COCaUHEHHYIO
¢ 00paTHBIM XoJOaUIbHHUKOM, ToMerraroT 20 r ametodenona, 17.6 r cous-
HOKHUCJIOr0o nuMmeTwinamuHa U 6.6 T mapadopma. K cmecu mpubamistor pac-
tBop 1 mi koui. HCI B 30 M1 95%-ro sTaHona. 3areM peakIMOHHYIO CMECh
KHUISITST B TEUYCHHE 2 4acOB Ha BOMSHON 6aHE O TOJHOTO PaCTBOPCHUS
napagopma. [Ipu HEOOXOAUMOCTH TOPSIYHI PacTBOP QUIBTPYIOT!, GHUILT-paT
NEPEHOCST B MIUPOKOTOPIYI0 KOHHYECKY0 K00y emkocthio 500 mut. Eme Te-
B pacTBOp pa3daBisitoT 150 Mi aneToHa, JAlOT €My OXJIaIUTHCSA 0 KOM-
HaTHOW TeMIlepaTyphl, a 3aTeM IOMENIaloT Ha HOYb B XOJIOAMJIBHUK. Brimas-
IHe KPUCTAIITBI OTHUILTPOBBIBAIOT, MPOMBIBAIOT Ha (unbTpe 10 mi aneToHa.
IMonyueHHoe BemecTBO BhiCymHMBalOT B Bakyyme npu 40-50 °C mo mocTosiH-
HOM Mmaccel. Beixon 25.6 r (72% ot Teopetudeckoro), T. mi. 138-141 °C?2,

[omyueHHbIN mpenapaT MPUroJieH IUIsi MHOTUX peakuuid. Eciau HeoOxomum
npenapar 0ojiee BBICOKOTO KadecTBa, TO MOJYyYEHHOE BEUIECTBO PAaCTBOPSIOT

! Ucnonwsys BopoHKy ¢ o6orpeBom. Ocanok TpeacTaBiaseT coOOH HMCXOAHYIO CONb

Me,NH - HCI.

2 HpI/I HCO6XOIII/IMOCTI/I IIPOAYKT MOXHO HNEPECKPUCTAJIIIM30BaTh U3 CMECHU DTAaHOJI—all€TOH.
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B 30 MJI TOpsYero cnupTa M K MOJYYCHHOMY PacTBOPY MEUICHHO MPHUOABISIIOT
50 mn anerona. Jlanee moctymaroT, Kak onmucaHo Bbile. OYHIIEHHOE BEIECTBO,
BeicymenHoe mpu 70 °C B Bakyyme, mnaButcsa npu 153-155 °C.

Memoo b (peaxuyus Mannuxa ¢ ycnosusax MW-axmuesayuu)

Synlett. 2000. Ne 3. P. 341

o o}

EtOH, 80 °C N~ HCl

+ (CHQO)n + [MeoNH,]CI W |

AueTtodeHoH 06T
Me,NH-HCI 035r
MNapadopm 03r
O1aHon 95%-n 5 mn

B konbe Dpienmeiiepal eMkocThio 25 Mi rotoBar cmech 0.6 T anerodenoHa,
0.3 r mapadopma, 0.35 r comstHOKHCcIOTO IMMeTIiIamMuHa U 5 Ma 95%-ro
sranHona. Konxby momemaror Ha 5 MHHYT B OBITOBYI0O MHKPOBOJHOBYIO
neusr’. PeakMOHHYI0 CMECh OXJIAKAAKT M GUIbTPyOT. OUIBTPAT ynapu-
BAIOT JIOCYXa HA POTOPHOM MCIAPHTENE, OCTATOK? MEPEKPHCTAIIN30BBIBAIOT
W3 CMECH DTaHOJ—aleTOH WM OYHINAIT XpoMmaTorpaduiecku (KOJIOHOYHAs
xpomatorpadus Ha cunukarene). Beixox 0.78 r (65% ot Teopernueckoro),

1. 1. 154 °C.

AMP "H & (m.a., AMCO-dg): 2.81 (6H, ¢); 3.41 (2H, T, J = 7.3 Tu); 3.65 2H, T, J = 7.3 Tu);
753 2H, 7, J ~7.51Tw); 7.65 (1H, 1, J ~ 7.5 Tu); 7.99 (2H, g, J ~ 7.5 Tu).

AMP '3C & (m.a., AMCO-d,): 33.3; 42.3; 51.9; 128.1; 128.9; 133.8; 136.0; 196.8.

b4.3.8. TerpadeHNIUKIONEHTAIHEHOH
(MKI0H)
NAB c. 103; V. p. 1101

040

o @ EtOH @@

W3 nupekca.

2450 MI'w, 70 Br.
TCX-KoHTpOIB.
IleneBoil mPOAYKT.

AW N e
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beH3un (gnbeHsownn) 52r
OnbeH3nnkeToH 52r
STNAoBbIN cnUpT 96%-1 40 mn
KOH 0.75r

B aByxropnyro kpyriomoHHyI0 konOy emkocThio 100 mut, cHaGkeHHYIO Mar-
HATHOU MeEIIaNKoi, 0OpaTHBIM XOJOIHIBHUKOM M KaleIbHON BOPOHKOMH, IMO-
MemaoT 5.2 r Gensmna (qubenzomna), 5.2 r gubensunkerona u 40 mu >Tu-
noBoro crimpTta. CMECh HarpeBarOT MPHU MEePEMEIINBAHUHT A0 CIa00ro KUICHUS
(TBepmbIe BemiecTBa MPH 3TOM PACTBOPSIIOTCS). 3aTeM HarpeBaHWe TPEKPAIaroT
Y, KaK TOJBKO CIUPT NEpPECTaHeT KHIeTh, MpukambiBatoT pactBop 0.75 r KOH
B 4 M1 sTuUNOBOTO cnupTta. Jlamee peaknuoOHHYIO0 CMECh KHUISTAT ¢ OOpaTHBIM
xonoaunbHUKOM 15 mMuHyT. HarpeBanme mpekpamaioT ¥ JOBOAAT TEMIIEPaTypy
peaKkIMOHHON cMecH cHavaja J0 kKomMHaTHOH, a 3arem g0 0 °C. BrmaBmwmii
0CaIoK OT(UIBTPOBHIBAIOT Ha BOpOHKe bioxHepa W mMpOMBIBAIOT Ha (DIIIB-
tpe 3TIIoBbIM cuuproM (3x10 mur). Beixox 7.5 r (75% oT TeopeTHUECKOro);
T. . 217-220 °C.t

B cmydae HEOOXOAMMOCTH MOXHO MPOBECTH JOTONHUTEIBHYIO OUUCTKY. s
ATOTO PACTBOPSIOT 5 I' HEOUUIICHHOTO mpoaykTa B 50 M xumsmero OeHsona,
pacTBop oTHUILTPOBEIBAIOT U QrutbTpar pazbasisror 100 mur 3TaHoNA, TTOCTE Yero
cmech oxnaxaaoT 10 2—3 °C (o me Huxce!). TlomydaroT 4.6 T YKCTOrO MPOIYKTA,
T. 1. 218-220 °C.

AMP 'H & (m.a., CDCl3): 6.91 (4H, u. m.); 7.12-7.24 (16H, m).
AMP 3C & (m.a., CDCl,): 125.3; 127.4; 127.9; 128.4; 129.3; 130.1; 130.7; 133.1; 154.4; 200.2.

b4.39. 1,2,4,5-TerpadennsimenTanauon-1,5

TnA. c. 208
e o O
O i O
EtOH @
O O

beH3nndeHnnNKeToH 25r CuHTEe3 npoBOAAT
StaHon 96%-1n 100 mn B BbITAXKHOM WKady
®opmanuH 30%-1 6.5T1
KOH 75r

B nByxropmywo KpyrioZoHHYI KOOy eMkocThlo 250 M, cHaOKeHHYIO Me-
XaHWYECKOW MENIaJIKOW, OOpaTHBIM XOJIOJMJIIEHUKOM U KallelbHOH BOPOHKOH,

! TemHubIe 6J'IGCTHIJ_[I/IG KpHUCTAJUIBL.
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MOMEMIAT cycreH3nto 25 r oensmwideHmikerona B 100 mur stanona. CHavana
NOOAaBIAIOT MO KaruisiM Tpu nepeMentuBanuu 6.5 v 30%-ro BomHOTO pacTBO-
pa dopmanbneruna, 3atem 7.5 r KOH, pactBopeHHOro B 5 M1 Bogsl u 25 mur
sranona. [locne mepeMemnBaHus B TeueHue 15 MUH peakuHMOHHAas CMECh
MPEeBpAIIAETCsl B JKENTYI0 KPUCTAIIIMYECKYI0 MaccCy, KOTOPYIO IepeMeIInBaloT
eme 2 Jaca mpu KOMHATHOH Temmeparype. Ocamgok oTQHUIBTPOBHIBAIOT, MPO-
MBIBAIOT HEOOJBIINM KOJHUYECTBOM 3THIIOBOTO crupra. Beixox 16.2 r (63% ot
teopernueckoro)?, T. mn. 144-145 °C.

AMP 'H & (m.a., CDCl3): 2.41 (1H, at, 2J = 14 Ty, 3J = 7.5 Tu);
3.0 (1H, AT, & = 14 Ty, 3J = 7.5 Tw); 4.51 (2H, 7, 3J = 7.5 Tw); 7.17 (10H, m);
7.33 (4H, m) 7.44 (2H, m); 7.88 (4H, g, J = 8 ).

AMP 3C 6 (m.a., CDCl,): 37.7; 50.9; 124.1; 127.2; 128.4; 128.5; 128.7; 129.0; 132.9;
136.6; 138.9; 199.5.

b4.3.10. Tpunoameran

(nomoopm)
Nab. c. 83
OH N32CO3 l
-/ [
+ 1, W 4<|

Mona 10r CunHTe3 npoBOAAT
Na,CO; 20r B BbITAXKHOM WiKady
StaHon 96%-in 10r

B aByxropnyioo KpyTJIOJOHHYIO K0J0y eMmMkocThio 250 M, cHaOXEHHYIO
0oOpaTHBEIM XOJIOAMJIPHUKOM M MAarHMTHOM MeMIajKoi, IMOMEeMaloT PacTBOP
20 r xpucrammmyaeckoro Na,CO; B 100 mn Bojasl, mpubasisior 10 r crmupta
n HarpeBaioT cMmech 10 /0 °C. B Harperyro cMmech BHOCST NpPH TIIATEIHHOM
nepeMenInBanuy HeOonpuMu nopuusmu 10 T u3MenpueHHOTO Hona (pacTBoOp
NPUHUMAET XKENTO-Oypyr OKpacKy, KoTopas Bckope ucuesaet). [locie Toro
KaK BeCh MOJ BHECEH M JKHUAKOCTH O0ECIIBETHIIACh, CMECh OCTABJISIOT HAa HOYb.
BrmmaBmmii ocagok oTWIBTPOBHIBAIOT, MHOTOKPATHO M TIIATENFHO IPOMBIBAIOT
BOJOW Ha (GUIBTpE M CyllaT Ha Bo3ayxe B TeMmHoTe. Bwixox 2.5 r (30% ot
Teoperudeckoro)?, T. wi. 119 °C. B ciydae He0oOXOAMMOCTH MONYYEHHBIH IIpo-
OYKT KPUCTATU3YIOT M3 HEOOJBIIOTO KOJIHYECTBA CIHPTA.

AMP 'H & (m.g., CDCl3): 5.16 (1H, ¢).
AMP '3C & (m.a., CDCl5): —140.

TMocie mepekpUCTaTU3aLUK U3 CIHPTA.

2 W3 pacueTa Ha HOZ.
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b4.3.11. 2-Bpom-1-pennmidTanon !

(penauuadépomu, 6pomanerodeHoH)
MMXPwull. Bbin. 22. c. 40

O o
Br, Br
—
EtOH
AueTtodeHoH 25r CuHTEe3 NpoBOAAT
bpom 32r B BbITAXKHOM WiKady
STnnoBbIn cnupT 96%-1 50 mn

B detbipexropnyro koia0y emkocThio 250 Mul, CHaOXKEHHYIO MEIIANKOH, TepMo-
METpPOM, KalleJIbHOW BOPOHKON M OOpaTHBIM XOJOAWIHHUKOM, ITOMEIIAIOT PacTBOP
25 r anteroperona B 50 MJT 3TUIIOBOTO CIIUPTA U MPH MEPEMEITMBAHUU TOOABIISIOT
o xarrsM 32 r Opoma npu Ttemneparype 40-50 °C, ciens 3a oOeciiBeUrBaHUEM
pactBopa. ITocime obeciBeUnBaHUS PEAKIIMOHHON Macchl (OOBIYHO C BBEJCHHEM
MOCIeAHeH MOpIuU OpoMa) ee OXJIAKIAIOT J0 KOMHATHOM TEMIepaTypsl W MpH
MepeMeIMBaHuy Jo0aBsA0T ToHKoU ctpyer 200 mur oxnaxkaennoit mo 10-15 °C
BOJIBI. BhIMaBmmii KpUCTaUIMUECKUI 0CaloK OT(HIBTPOBBIBAIOT M MPOMBIBAIOT
Bonoi1. Beixox 37.4 1 (94% ot Teopernueckoro), T. mi. 47-48 °C.?

AMP 'H & (m.p., CDCl3): 4.46 (2H, ¢); 7.48 (2H, 7, J = 7.7 Tu); 7.60 (1H, 7, J = 7.7 Tu);
7.97 (2H, o, J = 7.7 Tu).

AMP '3C & (m.a., CDCly): 30.9; 128.82; 128.88; 133.9; 191.2.

Bb4.3.12. 4-MeTokcudeH30iiHasi KHCJI0TA
(anmcoBast KHCJI0TA, N-METOKCHOEH30HASI KHCJI0TA)

Opr.T. 2. c. 45
o} o}
Br,/NaOH OH
_—

o H,O/gnokcaH o

I I
n-MeTokcmnauetodpeHoH 75r CviHTe3 npoBOAAT
NaOH 20r B BbITAXKHOM WIKady
Br, 241
[nokcaH 50 mn
Bucynbput Hatpua (Na,S,0;) 5r

B tpexropioii konbe emkocThio 250 M, CHaOXKEHHOW MAarHWTHOW MeEIIajIKoM,
TEPMOMETPOM, KalleJIbHOW BOPOHKON M OOPAaTHBIM XOJIOJMIBHUKOM, PACTBOPSIOT
20 r ruapokcuga Harpus B 100 M BOABI M MPH MHTEHCHBHOM IMEPEMEIINBAHUH

CunbHbIf TakpuMaTop!

ITo oxoHuaHWM cHHTE3a BCIO IOCYAy 3aMOYMTh Ha HO4Yb B pactBope NH,OH mm
KOH. Ha cnemyromuii 1eHb MOCYAy CJIEAyeT MBITh IOJ TATOIl pacTBOPOM IIEIOYH,
3aTeM BOJOM.
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U OXJIOXKJIEHHH NpPUKaNbIBalOT 24 r Opoma ¢ Takol CKOPOCTBIO, YTOOBI TeMIepa-
Typa cMecu He nogauManachk Beime 10 °C. Oxnaxnarot konoy g0 0 °C u 3arem
0 KarwisiM MpuOaBIsIIOT pacTBop 7.5 T n-MeTtokcuanerodpeHona B 50 mur anokca-
Ha, He JIOIyCKas MOoBBIIIeHus TeMmeparypsl cmecH Boime 10 °C. Peakunonnyro
cMech nepeMemunBaT 1 yac mpu KOMHAaTHOM TeMmmeparype U OCTaBIAIOT Ha
HOoub. OOpa3zoBaBiuiics OpomMoGopm (HIDKHHN CIOH) OTACNSAIOT B JCIUTENbHOM
BOpOHKe. JKenThIil 11e0uHOM pacTBOP MOJKHUCISAIOT KOHII. COJISHON KHCIIOTOH.
CHiIbHO OKpalIeHHBIH OpOMOM MIEIOYHOH pPacTBOP Mepesa MOJKUCIEHUEM 00-
pabaTbIBaloT pacTBOpOM 5 T OuCynbpuTa HaTpus B 75 MJ BoAbl. Brimasrryio
AQHMCOBYIO KHCIIOTY OT(HIBTPOBBIBAIOT HA CTEKISIHHOM (uubrpe. IIpoxykT nepe-
KPHCTAJUTM30BBIBAIOT U3 cMecH dtaHon—Boza (1:1) u cymar Ha Bo3ayxe. Boixon
6.6 r (80% ot Teopernueckoro); T. 1. 184 °C.

AMP 'H & (m.a., CDCl3, AMCO-dg): 3.84 (3H, ¢); 6.94 (2H, n, J = 8 Ty); 7.92 (2H, g, J = 8 Tu).
AMP 3C & (m.a., CDCl,): 55.2; 113.4; 123.0; 131.3; 162.8; 167.2.

b5. KAPBOHOBBIE KUC/NOTbI

b5.1.  Mony4enue Kap6oHoebIX Kucsiom
U3 op2aHuY4ecKux coeduHeHuii Opy2ux Knaccos'

Bb5.1.1. (2E)-3-®enui-2-nponeHoBasi KHCJIOTA (KOPUYHAS KHCJIOTA)

o JIAB. c. 100
COOH
cro. c}; K:CO3 HIH,0 N

;e
beHn3anbaerug 1061 CnHTE3 NnpoBOAAT
YKCYCHbIN aHrngpug 163 r B BbITAXKHOM WKady
K,CO; 6e3BoAHbIN 7r
HCl KoHu,. 30 mn
NaOH, 2 M pacTtBop 140 mn

B xpymononnyto xonly emkocThio 250 Mi1, CHaOKEHHYHO OOpaTHBIM XOJIOAWIIBHHU-
koM, momeratot 10.6 T Genzanpaeruaa, 16.3 r ykCycHOTo aHrHapuia u 7 T Mpo-
KajieHHoro MenkopaszapooienHoro K,CO;. Cmech HarpeBaror no 180 °C Ha mec-
YaHO! OaHe W BBIICPIKUBAIOT 2 Yaca IIPH 3TOM TeMmeparype. PeakinoHHO# cMmecH
natot oxyamutbes 10 100 °C u u3 ToH ke KoJMObl OTTOHSIOT C BOASHBIM MapoM
(mpenBaputensro mobasue 140 mim 2 M pactBopa NaOH) HenpopearupoBasiuii
Oenzanbaerun. K ocratky B meperoHHoN Koji0e H00aBIsSIOT aKTHUBHUPOBAHHBIN YTOJIb
U kunAtaT B Tedenne 10-15 mun. Kumsimuii pactBop OT(UIBTPOBBIBAIOT OT YIVIA.
B oxnaxmeHHbI 10 KOMHATHOW Temreparypbl ¢umstpar nobdasmstor ko, HCI

! HonyquI/Ie Kap6OHOBI)IX KHCJIOT C IOMOUIBIO MarHHﬁOpraHH‘leCKHX COGZ[I/IHCHI/Iﬁ

cM. B pasn. b6.
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1o kucioi peakuuu (~30 mut). Beimapiine KprcTauisl OTGHIBETPOBBIBAIOT HA BO-
ponke BroxHepa M BBICYIIHBAIOT B BAKYyME HJIHM B BaKyyM-DKCHKATOPE HAJ KOHIICH-
tpuposantoit H,SO,. Beixon 7.25 r (49% ot teopernueckoro); T. mwi. 133 °C.

AMP 'H & (m.a., CDCly): 6.44 (1H, g, J = 16 Tw); 7.40 (3H, m.); 7.54 (2H, m);

7.79 (H, p, J = 16 Tu); 12.43 (1H, ywnp. ).
AMP 3C & (m.g., CDCl,): 117.3; 128.4; 128.9 130.7 134.0 147.1; 172.8.

AHaJOTHYHBIM 00pa3oM U3 TajJOoTeH3aMEIICHHBIX OCH3aJIbJACTHIOB IONY-
YalT COOTBETCTBYIONIME TaJOTCHKOPHYHBIE KHUCIOTHI: M-(QTOPKOPUUHYIO

(T. . 165-166 °C), n-xnopkopuunyto (1. mi. 239-241 °C), n-OpOMKOPHUYHYIO
(T. mn. 240-252 °C).

B5.1.2. (2E)-3-(2-®ypuua)-2-nponeHoBasi KHCJI0TA
(3-(2-pypuna)akpuaoBasi KNCJI0TA)

K. Mpukn. Xum. 1941. T. 14. C. 181

0
&HO . o>; CHyCOOK H(?HZO' I\
0 c?* A 0

\\COOH

®ypdypon 10r
YKCYCHbIN aHrugpua 161
CH5;COOK 6e3B0oAHbIN 1Mr

B xpymononHyro koi0y eMkocTbio 250 Mil, CHAaOXXCHHYIO OOpaTHBIM XOJOIMIIb-
HHKOM C XJIOpKaJbLMeBOi TpyOKoi#, nmomemator 10 T cBexenepersanHoro ¢yp-
¢ypona, 16 r ykcycuoro anruapunaa u 11 r CH;COOK! u narpesaror cmech 6e3
nepepsiBa B Tedenue 4 vacos npu 170 °C2. PeakIMOHHYIO CMECH OXJIAXKIAIOT
1o 100 °C, ob6pasoBaBiiuiicss mpoayKT (B BHAE KaaHEBOW COJH) SKCTPArUPYIOT
ropstuei Bozioi (3%20 mut). BomHble BBITSDKKH OOBCIAMHSIIOT, M00aBisoT 1 r ak-
THBHUPOBAHHOIO YIS, KUISTAT B TeueHue ~10 MUH U GHUIBTPYIOT B ropsueM co-
CTOSHUH 4epe3 BOpoHKY broxuepa. ®@wisrpar oxnaxaator no 20 °C u moxkuc-
JIIOT PACTBOPOM KOHIIEHTPUPOBAHHOM cossiHoi kucnotel B Bome (1:1)%. Ocanox
OT(UIBTPOBBIBAIOT, POMBIBAIOT HEOOJBIINM KOJHYECTBOM JICASHON BOABL. BbI-
xox 10 r (70% ot Teoperudeckoro), T. 1. 138—139 °C. HeouuieHHas Kuciora

OKpallic€Ha B CBeT.]'IO-6prII>i LUBCT W NpUTrogHa IJisd z[anLHeﬁmero I/ICHOJ'ILSOBaHI/I5{4.

IIpokaneHHslil anerar Kauus.

Kornma remmneparypa 6ann npubmmkaercst k 145—-150°, Hactymaer GBICTpast 3K30TepMUYEcKast
peakius. X0 ee clelyer 3aMeIuTh (MPUIIOKUB K KOJIOE XOJOJHOE MOKPOE IOJOTEHIIE),
4TOOBI M30€KaTh CIMIIKOM OypHOTO BCKUIIAHUS.

3 pH 3-5.

Uncras KUCIIOTa COBEPIICHHO OECI[BETHA, OAHAKO, YTOOBI JOCTHTHYTH TAKOTO COCTOSHUS,
npenapar TpeOyeTcsi HECKOJIIBKO pa3 MepeKpUCTAIM30BaTh U3 OeH3osa ¢ Ko0aBICHHEM
akTuBUpoBanHOro yrius. Ilotepn mocruraror okoso 20—25%; temmeparypa IUIaBIeHUS Iiepe-
KpHUcTaIu3oBaHHoro mpemnapara 139-140 °C.
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AMP 'H 6 (m.g., CDCly): 6.14 (1H, @, J = 16 Tu); 6.57 (1H, u. m.); 6.87 (1H, g, J = 8 Tu);
7.36 (1H, g, J = 16 Tu); 7.76 (1H, c); 12.34 (1H, ywwup. c).

AMP 3C 6 (m.g., CDCl;): 112.70; 115.46; 116.12; 130.88; 145.72; 150.41; 167.47.

B5.1.3. (2E)-3-(4-Metoxcudennn)-2-nponeHoBast KMCJI0TA
(n-MeTOKCHMKOPHUYHASI KHCJI0TA)

JIAB. c. 101
CHO  cOOH @ COOH
/©/ + < m

0 COOH A0

| I
n-MeTokcubeHsanbaerng 1.5r CuHTe3 npoBoOAAT
ManoHoBasa Kucnota 1r B BbITAXKHOM WiKady
MupupnH ceexeneperHaHHbii 20 mn
MunepnguH 0.1 mn

B kpyrmogonnyio konby emkocthto 50 My momemrator pactBop 1.5 r
n-MeTokcuOeH3anpaeruaa (aHUCOBOTO anbjeruaa), 1 T MaaoHOBOIM KHCIOTHI
n 20 Mn cBexerneperHaHHOro nupuauHa. J[00aBIsIOT JBEe KAIUIM MUICPUANHA
W KHISTAT CMECh B T€UEHHE 2 4acoB ¢ 0OpaTHBIM XxoioxuibHuKoM. [locie oxuax-
nenus npwiuBaoT 10 mu Boapl M momkucisorT pasbasienHod HC1 mo kucioi
peakuuu. OTQHUIBTPOBBIBAIOT BBHINABIIYIO /7-METOKCHKOPHYHYIO KHCIOTY Ha BO-
ponke BroxHepa u nepekpucraumzoBbiBatoT U3 50%-ro sTHIOBOTO crimpra. Beixon
1.47 r (75% ot Teopernueckoro); T. mwi. 172 °C. BbIxom KHUCIOTH HECKOJBKO YBE-
JMYMBACTCS, €CIIM BMECTO KHUIISTYCHUsI HArpeBaTh PEaKkIMOHHYI0 CMECh B TCUCHHUE
2 4acoB Ha KHWIIAIIEH BOASHON OaHe W TONBKO 3aTeM Ha Kpartkoe Bpems (10 muHyT)
JIOBECTU JI0 KUICHUS U JaTh OCTHITh JO KOMHATHOW TEMIIEPaTyphl.

AMP 'H & (m.a., AMCO-dy): 3.76 (3H, ¢); 6.36 (1H, o, J = 16 Tu); 6.94 (2H, o, J = 8 Tu);
754 (1H, g, J =16 Tu); 7.60 (2H, g, J = 8 Tu); 12.21 (TH, ywwup. c).
AMP 3C & (m.a., AMCO-dy): 55.6; 114.7; 116.9; 127.2; 130.3; 144.1; 161.3; 168.3.

Bb5.1.4. (2E)-3-(4-Xnopdennn)-2-nponeHoBasi KHCJIOTA
(n-xJI0pKOPUYHAS KHCJIOTA)

K. c. 21, 25
/@/cm COOH @ /@/\/COOH
+ >
cl COOH VARG
n-Xnop6eHsanbaerna 7r CuHTe3 npoBoaAaT
ManoHoBasa KucnoTta 6T B BbITAXHOM |.|.|Ka¢y

MupugnH ceexeneperHaHHbin 60 mn
MunepuaunH 0.1 mn
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B kpyriononnyroo kondy emkxoctsio 100 M BHOCAT 7 T n-Xj0pOeH3a bAerua,
60 mn nupuauHa U 6 T MaNTOHOBOH KHCIOTHL. J[00aBISIOT HECKONBKO Karelb
MUNEPUINHA ¥ HAarPEBAaIOT Ha KUILAIICH BOAsSHOW OaHe 2 waca. 3ateM OBICTPO
HArpEBAIOT JI0 KHUICHUS U JAIOT OXJAJUThCS J0 KOMHATHOIM TeMmmeparyphl.
OcrteiBIIyI0 cMech pa30aBisiroT 20 MJT BOJBI M OCTOPOKHO TIPH ITepeMeNINBaHUH
npunuBaoT 10%-i pacTBOp COJSIHOW KHCIOTHI A0 PH ~2 mo yHuBepcanbHOI
WHIUKATOpHOW Oymare. BpimaBiinii ocamok OTAENSAIOT QUILTPOBAHHEM M OYH-
IIaf0T TepeKpUCTAIIN3AMell 13 HeOoIbIIoro KonmmdecTBa ropsaero 50%-ro
stanona. Beixox 6.64 r (73% ot Teopermueckoro); T. . 240-242 °C.

AMP 'H & (m.a., AMCO-dg): 6.54 (1H, o, J = 16.5 Tu); 7.44 (2H, o, J = 8.3 Tu);
7.57 (1H, g, J = 16.5 Tu); 7.70 (2H, g, J = 8.3 Tu); 12.5 (1H, ywnp. c).
AMP 3C & (m.a., AMCO-dg): 120.1; 129.0; 120.0; 133.3; 134.8; 142.6; 167.5.

B pasn. A5.12 npuBeneH mpuMep KOHTPOJIS 3a MPOTCKAHHEM PEAKIUU CHH-
T€3a N-XJOPKOPUYHOW KHUCIOTHI C UCIOJIb30BaHUWEM crneKkTpockonuu SIMP.

B5.1.5. 2-®dypankapO6oHoBasi KHCJI0TA
(mapociim3eBast KHCI0TA)

NAB. c. 117
@
0~ ~CHO  NaoHH,0 o~ ~COOH
®ypdypon 12.5 mn CuHTe3 npoBoOAAT
NaOH 225r B BbITAXKHOM WKady

Br, 8 mn

B Tpexropayro konby emkocThio 250 My, CHaOXKEHHYI0 MarHMTHOW MeIa-
KOW, KameJbHONW BOPOHKOW, XOJOAWUIBHHUKOM M TEPMOMETPOM, OXJIAKAAEMYIO
CHapy»XH" CMEChIO CONIM W IIbNa, momemarmT pactBop 22.5 T NaOH B 65 ma
BoAbl. K OXJaxJIeHHOMY pacTBOpY MpH SHEPTUYHOM MEpEeMELIMBAHUM U3 Ka-
IEJILHON BOPOHKH TIOCTENEHHO 100aBisior 8 mi Gpomal (pacTBop mo/KeH ObITH
CBETJIO-KENTOro IBeTa) W 3areM 12.5 mn Qypdyposna® ¢ Takoil CKOPOCTHIO,
4TOOBI TEMIEpaTypa PEakIMOHHON cMecH He npesbimana +4 °C 3. Ilpubasie-
Hue Qypdypona miutes npuMepHo 1 yac. 3aTeM cMech MEPEMEIIUBAIOT TPH
aTOH *e Temmeparype eme 10 muH. B cinyuae HeoOXomuMoCTH OTQHIBTPOBHI-
BaIOT OT CMOJIbI Yepe3 CTEKISAHHYI Bary. DUIbTpaT OCTOPOXKHO MOAKUCISIOT
oxnaxaennoil pazoasnenHoi (1:1) kounm. HCIl no pH 1. BemmaBmuii ocamok
MUPOCTU3EBOI KHUCIOTHI OTGUIBTPOBBIBAIOT HA BOPOHKEe BrOXHEpa, MPOMBIBAIOT
Ha QunbTpe 5 MI NensHOW BOABI M BBICYIIMBAIOT Ha Bo3ayxe. Beixox 11.3 r
(67% ot Teoperuueckoro), T. 1. 133 °C4.

Crnenyer u3beratb m30bITKa Opoma.

®ypdypon nepernars B Bakyyme (1. kum. 40 °C / 8 mm pr. cr., n® 1.5268, d° 1,16).
OdeHb BaXHO, YTOOBI TeMIlepaTypa PEeakIHOHHOW cMecH BO BpeMs NpuOaBiIeHHS Opoma
u nanee Gpypdypona He mpessimana 4 °C.

ITUpOCIU3EeBYI0 KHUCIOTY MOXHO IEPEKPHCTAIUIN30BaTh U3 BOABI (YU4ECTh XOPOIIYIO pac-
TBOPUMOCTbH KHCIIOTHI) MJIH BO3OTHATb.
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AMP H & (m.a., AMCO-dg): 6.60 (1H, m); 7.19 (1H, f, J = 3.5 Tu); 7.86 (1H, c);
13.03 (1H, ywwup. ).

AMP 3C 6 (m.g., AMCO-dg): 112.2; 117.8; 145.0; 147.1; 159.5.

B5.1.6. TekcananoBasi Kucj0Ta (AIMMHHOBAS KHCJI0TA)

TnA. c. 142
O
KMnOs _ Hooc
g NaOH/H,0 ~""COOH
KMnO, 3051
LinknorekcaHoH 98r
NaOH, 10%-1n pactsBop 3 mn

B tpexropiayro konby emkocthio 500 Mi1, CHaOXKEHHYI0 MarHUTHOW MEIIAaIKOH,
KaIreJaIbHOW BOPOHKOHM, 0OpaTHBIM XOJOIMIBHHKOM M TE€PMOMETPOM, MOMEIIAIOT
pacteop 30.5 r mepmanranara kamus B 250 mur Boasl U 9.8 T HHMKIOTEKCaHOHA.
Peakmmonnyio cmech HarpeBatoT g0 30 °C, moGammsaior 3 ma 10%-ro pactBo-
pa NaOH. B pe3sysiprare HauaBIICHCS 3K30TEPMUYCCKON PEaKIUU TEMIEpaTypa
cMmecu momgauMaercs 1o 45 °C, mocne 4ero cMmech BoiAepkuBaoT 20 MUH mpH
ATOW TeMIepaType; MpH HEOOXOTUMOCTH CMECh OXJIaXIarT. B pesymberare pe-
aKIIMKM WcYe3aeT (PUOJETOBas OKpacka W BhimamaeT MnO,. st monHOro mpo-
TEKaHUs peakIuu U Koaryasinuu MnO, peakIMOHHYI0 CMECh KHUIATAT B Te-
yeure 20 muH (kameabHas Mpoba He MOKHA 1aBaTh (hHOJETOBYHO OKPAaCKY,
B IPOTHUBHOM CIlly4ae M30BITOK MEepMaHraHaTa Kalus pasjiararoT, J0OaBisas He-
MHOTO Oucyianbura Harpus). Ocamok OTQUIBTPOBBIBAIOT, MTPOMBIBAIOT BOIOH,
(GUIBTpaT ynapuBalT Ha POTOpHOM wucmaputene g0 ~70 mu (ecau duiasTpar
MYTHBIH, €ro cieayer mpoQuIbTPOBaTh Yepe3 CIOH aKTHBUPOBAHHOIO YIIIA).
Topstamit pactop moxkucisrotr koHI. HC1. Tlpu oxnaxnaenuu g0 0 °C BBIKpHU-
CTAJUTM30BBIBACTCS amumuHOBas kuciora. Uepe3 14 gacoB ee oTHIBTPOBHIBA-
IOT, IPOMBIBAIOT HEOOJBIIMM KOJMYECTBOM JICTHON BOIBI M CYIIAT B BaKyyMe
Han P,0s. Beixon 7.8 r (53% ot Teoperuueckoro), T. mi. 149-151 °C.

AMP H & (m.a., AMCO-dg): 1.50 (4H, m); 2.21(4H, m); 12.00 (2H, ywwp. c).
AMP 3C & (m.g., AMCO-dy): 24.0; 33.3; 174.3.

Bb5.1.7. Ben3oiiHasi KHCJI0TA

Memoo A
0. Bbin. I m ll. c. 211; X-b. c. 31

COOH

©/ KMnO,
HCI, A
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KMnO, 68r CuHTe3 npoBOAAT
Tonyon 2r B BbITAXKHOM WIKady
HCl KoHU. 3.0 mn

B kpyrionoHHyto kon0y eMkocthio 250 M1, CHAOKEHHYI0 MarHUTHOW MEUIaIKo
¥ 00paTHBIM XOJIOIMIBHUKOM, NOMeNIaloT 2 T Tonyosna, 70 mi Boasl u 6.8 T men-
ko pacteproro KMnO,. Cmech KUIATAT MPH IepEMENIMBAaHUH B TEUSHUE 2 4acoB.
ITo okOHYAaHMK peaknuy OECIBETHBIH pacTBOp (eciau pacTBOp HE 0OeCIBETHIICS,
TO K HEMY TOOABISIFOT HEMHOTO I[ABENICBOM KHCIOTHI MPH HATPEBAHUM) OXJIaX/a-
10T, BbImaBiui MnNO, oTQUIBTPOBBIBAIOT U MPOMBIBAIOT TEIUION BOHOM (2X5 Mi).
Ounsrpar noakucisaroT 3.0 mu koum. HC1. Ipu 3ToM ocaxmaercst OeH30iHasI
KUCIIOTa, €€ OT(QHIBTPOBHIBAIOT, IIPOMBIBAIOT HEOOJIBIINM KOJMYECTBOM XOJIO-
HO#t BojibI U cymiat. Beixon 2.0 v (76% ot Teoperuyeckoro), T. 1. 120-121 °C.
BeH30liHy0 KHCIOTY OYMINAIOT BO3TOHKOW, T. i 121.7 °C.

Memoo b
NAB. c. 113
COOH
o
_
A
beHsnnosbin cnupt 5 mn CuHTes npoBoaAT
HNO; KoHu,. 15 mn B BbITAXKHOM WIKady

B tpexropiryro komdy eMkocThio 50 MII, CHAOKEHHYI0 MEXaHUIESCKOH MEIIaIKoH,
KamneJbHOW BOPOHKOW W OOPATHBIM XOJIOIMJIBLHUKOM, MOMEIIAIT 5 M1 OeH3UI0-
BOTO CIHMPTa U MPU HArPEBAaHWU HA KUISALIEH BOJSHON OaHe M MepeMelIMBaHUH
npubasisoT mo KarmwisiM B Tedenue 20 muu 15 mu konin. HNO; (HaGmiomaror
BBIJICJICHHE OKCHJOB a30Ta). HarpeBaHue MpOMO/KAIOT IO HCYC3HOBEHUS CIIOS
OCH3MJIOBOTO CHHPTA. 3aTEM CMECH JTAIOT OXJIATUTHCS O KOMHATHOH TeMIlepaTy-
pBl ¥ OTGHIETPOBBIBAIOT BBHIMABIIYIO OCH30MHYIO KHUCJIOTY Ha CTEKISIHHOM (DHIb-
Tpe. JJis MONHOTHI MEepeHEeCeHUsT OCH30HHON KHUCIOTH U3 PEAKIHOHHOU KOJIOBI
Ha GuabTp KOOy ononackuBarT GuisTparoM. Ocamok Ha QUIBTPE MPOMBIBAIOT
HEOOJBIINM KOJHUYECTBOM XOJOAHOM BOABI. [IPOAYKT MEPEeKPUCTAIIIN30BBIBAIOT
M3 MHUHHMAJIbHOTO KOJHYECTBA BOJBI M Cylnar Ha Bo3ayxe. Beixog 4.8 r (81%
OT TeopeTuyeckoro), T. mi. 121 °C.

AMP 'H 6 (m.a., CDCly): 7.46 (2H, T, J ~ 8 Tu); 7.60 (1H, 7, J ~ 8 Tw); 8.11 (2H, A, J ~ 8 Tu);
12.74 (1H, ywwup. o).
AMP '3C & (m.a., CDCl,): 128.5; 129.3; 130.2; 133.8; 172.7.

B5.1.8. bBeH3oitHasi KHCJIOTA U OEH3UJIOBBII CIIUPT
-M. c. 337

o oo e o™
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beH3anbaernpg, 1061 CuHTe3 npoBOAAT
KOH 9r B BbITAXKHOM WKady
ddup 20 mn

Bbrucynbdut HaTpms, 40%-1 pacTBop 3 mn

B xonby emkoctpio 50 M momemator 10.6 T cBexxenepernanHoro OeH3amible-
TUAa W OXJAXKICHHBEIN pacTBOp, comepkamuii 9 r ruppokcuaa Kamus B 6 Mi
Boabl. CMeCh BCTPSAXHUBAIOT OO0 00Opa30oBaHUS CTOMKOH SMYyIbCHUHU. 3aT€M CMECh
OCTaBJISIIOT CTOSTH B IPOJOIDKEHUE HOUM, 3aKPHIB KOJIOY pE3MHOBON IMPOOKOM.
K oOpasoBaBmieiicss KpUCTaUIMUYECKOW Macce MPUOABIAIOT HEOOIBIIOE KOTHYe-
cTBO Bobl'. M3 MOJTy4eHHOro pacTBOpa GEH3MIIOBHINA CIIUPT U3BJIEKAIOT 3(PHPOM
(2x10 ™). Boxmsiii cimoif, comepikamuii O€H30aT KaiWs, COXPaHSIIOT W o0pa-
0aTBIBAaIOT, KaK OMHCAHO HIDKE. DQPUPHBIC BHITSDKKHA OOBEIUHSIOT; d(OUPHBII
pacTBOp BCTPSAXHUBAIOT B nenuTelbHOH BopoHke ¢ 3 mu 40%-tro pactBopa Ou-
cynbduTta Hatpui. BogHwll cioit oTaensor u oTOpackBaroT. O6paboTky Ou-
CyNb()UTOM MPOBOMAAT JABAXbI>. 3aTe€M IIPOMBIBAIOT 3(HUPHEIA PACTBOP BOIHBIM
PacTBOPOM COZIBIS, CymIaT Ge3BOJHBIM CEPHOKHCIBIM HaTpueM. D(Up yHausioT
B BaKyyMe€ BOJOCTPYHHOTO Hacoca. BeH3WIIOBEBIN CIIUPT MEPETOHSIOT U3 HEOOIb-
moii konobl Kistiizena 0e3 nedermaropa, UCHOMb3ysl BO3MYIIHBIA XOJIOAMIIEHHUK.
Beixon 4 v (74% 0T TeOpETHYECKOr0), T. KHIL YHCTOrO OEH3HIOBOIO CIHMPTa
206 °C / 760 mm pr. ct.; n¥ 1.5395.

AMP H & (m.g., CDCly): 2.85 (1H, T, J = 4 Tu); 4.55 (2H, A, J = 4 Tu); 7.24-7.27 (5H, m).
AMP 3C & (m.o., CDCl,): 64.9; 126.9; 127.4; 128.3; 140.8.
BonHsrii ciiol, comepxanuii O6H30aT Kalusl, MOIKUCISIOT COJSTHON KUCIIOTOW;

BEITIABITYIO OCH30WHYIO KUCIIOTY OT(HIBTPOBEIBAIOT U MEPEKPHCTAIUIN30BBIBAIOT
u3 kunsiied Boabl. Beixox 5 r (82% ot teoperuueckoro), T. mi. 122 °C.

AMP 'H 6 (m.a., CDCly): 7.46 (2H, T, J ~ 8 Tu); 7.60 (1H, 7, J ~ 8 Tw); 8.11 (2H, A, J ~ 8 Tu);
12.74 (1H, ywwup. ©).
AMP '3C & (m.a., CDCly): 128.5; 129.3; 130.2; 133.8; 172.7.

Bapuant peaknun Kawnunnapo B ycnousx MW-akruanmu: R.S. Varma
et al., Tetrahedron Letters, 1998, V. 39, P. 8437

Bb5.1.9. 3-®enmanponaHoBasi KHCIOTA
(rupoxopuYHas KHCJIOTA)

a) Ilpucomosnenue nuxens Penes
JIAB. c. 195; Opr. 1. 2. ¢. 419

B konbe unu crakane emkocthio 50 M cycnenaupyroT B 10 M Boasl 1 T TOHKO
U3MENIBYCHHOTO CIUTaBa HUKEINs ¢ aloMUHHeM, cojaepxkamiero 30—50% nHukens.

! Boasr Clenyer HpI/I6aBII$ITB JIMIIb TaKO€ KOJINYECCTBO, 4TOOBI MOYKHO OBLIO caejiaTb BO3-

MOXHOM 3KCTpakiuio 3pupom (OCH3UIOBBIA CHHPT YACTHIHO PACTBOPSETCS B BOJIE).

B Bujme OMCynb(GUTHOTO MPOU3BOIHOTO, HE PACTBOPSIOIIETOCS B 3UpE, YAaIsIeTCs HEMpo-
pearupoBaBIINiA OCH3OHBIN aIbICTH]I.

PacTBOp conbl mcnonb3lyercs A yAaleHUss CEPHUCTOM KHUCIOTHI, ClEIbl KOTOPOM Mpu-
CYTCTBYIOT B pacTBope OucCynbdura HATpHS.
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B cycneH3uto nmocteneHHO 0€3 BHEIIHETO OXJIaxKJeHHs BHOCAT TBepasii KOH
C TaKOW CKOPOCTHIO, YTOOBI HE BO3HHKAJIO YPE3MEPHOTO BCIICHUBAHUs. Peakiiust
MPOTEKAET OYCHb OYypPHO MOCIIe KOPOTKOTO MHIYKITHOHHOTO Meproja. BHeceHue
tBeproro KOH mpomomkarT 10 TeX mop, moka ero Jo0aBjIeHUE HE MEepeCTaHeT
BBI3bIBATH BUIAMMYIO peakuuio (~2 r). IIo OKOHYaHWU PEaKIUu PEeaKIHOHHOM
Macce marT moctosatk 10—15 muH, 3aTem BoiepkuBaroT 30 MUH Ha BOJSHOMN
O0ane, Harperoir mo 70 °C, mekaHTHPYIOT BOAY, TEMHBIA MOPOIMIKOOOPA3HBIHA
HHUKEIh TMPOMBIBAIOT 2—3 pa3a JAUCTUUIMPOBAHHON BOJMOHU, 3ateM 2—3 pasa
abc. 3TUIOBBIM cripTOM. KaTanmm3aTop MOXXHO XpaHUTH MO CIIOEM BOJBI WM
CIIUPTa, HO aKTUBHOCTH €r0 TMOCTEMEHHO MajaeT. B CyXoM BHIE CBEKEIPUTO-
TOBJICHHBIH HHUKENh PeHes caMoBO3ropaeTcs Ha BO3IYXE.

0) BoccmanogneHue KOPuYHOU KUCIOMbl

@
NN NHHO  HH0 coon
Ni, A

JIAB. c. 127

KopuyHasa kucnota 148 r
Hwnkenb PeHes 0.2-03r
NaOH 41r
mppasuvHrugpar, 85%-n pacTBop 12r
Xnopodopm 60 mn

B tpexropnyro xonby emkoctpio 500 muI, cHaOXEHHYIO MEIIaIKOH, 0OpaTHBIM
XOJIOOWIFHUKOM M KamlelbHOW BOpPOHKOH, momemator pactBop 4.1 r NaOH
B 100 mu Boasl, 0.2—0.3 r ckeneTHOro HUKeJeBoro karajmzaropa u 14.8 r ko-
puuHOM KucinoTel. CMmech HarpeBaloT Ha BoasHoi Oane mo 90 °C u mpm
repeMemBaHul B TeueHue 15 muH npubapisator 12 v 85%-ro ruapasunru-
npata. HarpeBanme npu 90 °C u mepeMemnBanue MPOAOHKAIOT 10 MOJTHOTO
MpeKpallleHUs] BbIICICHUs a30Ta. J[al0T peakuuOHHOW CMECH OXJIAIUThCS 10
KOMHATHOW TeMIepaTypbl, OT(GUIBTPOBBIBAIOT KAaTAIWU3aTOP U MOJKHCISIOT
kounnentpupoBannoii HCl go kucimoit peakumm. DKCTparupyrT Xxiopodop-
MoM (2x30 M), pacTBOPUTENb OTTOHSIOT, @ OCTATOK IIEPETOHSAIOT B BaKyyMe,
HCIOJIB3YS BO3MYIIHEINA XonoawibHuK. Beixom 11 r (73% ot TeopeTHyecKoro),
T. kum. 146-148 °C / 8 mm pr. cr., 1. . 47-48 °C.

AMP 'H & (m.g., AMCO-dg, CDCly): 2.53 (2H, 7, J = 7.5 Tu); 2.87 (2H, 7, J = 7.5 Tu);
7.20 (5H, u. m.); 11-12.5 (1H, ywwup. c).

AMP 3C & (m.g., AMCO-d,, CDCl3): 30.6; 35.4; 125.8; 128.1; 128.2; 140.8; 173.8.

AHANOTHYHO U3 O-METHJIKOPHYHON KHCIOTHI MOJYYarOT 2-MeTHI-3-peHmI-
NpONMaHOBYI KHCIOTY ¢ BbixomoM 90% oT TeopeTHYeCcKOoro, T. KHII.
152-154 °C / 14 mm pr. cT.
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b5.2.  [MonyyeHue cnoxHoix 3¢pupoe
U dpyaux npou3eo0HsIX KAP6OOHOBbIX KUC/IOM

B5.2.1. JTua-2-pypankapookcuaar
(3THa-2-dypoart, ITHI0BBIN 3(PUP MHPOCTH3EBOI KUCIOTHI)

OH H,s0
Q\COOH+—/ —>2A4 /o\ ad

NAB. c. 78

lMnpocnusesas KucnoTta 15r
STMNOBbIN cNUPT abc. 30 mn
H,SO, KoHu, 10 mn

B kpyrinomonHoi#t konde emkocthio 250 Mt cMemuBaroT 15 T mupocin3eBoi Kuc-
notel, 30 T sTIiToBoro crmpta U 10 mur xoum. H,SO,. K konbe npucoenuHstor
00paTHBIN XONOAMIBLHUK C XJIOPKATBIUEBOH TPYOKOH M HATPEBAIOT PEAKIIMOHHYIO
cMech Ha BOAsiHOHM Oane B TeueHue 2.5 4. [locie aToro cmech moxBepraroT mepe-
FOHKE C BOJSIHBIM IapoM 1O TeX MOp, MOKa TUCTUIUIAT HE CTaHEeT MPO3PadHbIM.
3areM MPHEMHHUK ¢ AMCTHIUISITOM OXJaXKAalT B 0aHe CO JbJOM, BBIMABIIHC
KPHUCTAJUIBl 3TUJIOBOTO 3()Upa MUPOCIU3CBON KUCIOTHI OT(HUIBTPOBHIBAIOT Ha
BOpOHKe BIoXHepa M BBICYNIMBAIOT MEXIy JUCTaMH (UIBTPOBAIBHOM Oymaru.
Beixon 15 r (80% ot Teopetmyeckoro), T. mi. 34-35 °C.

AMP H & (m.g., CDCly): 1.38 (3H, J = 7 u); 437 (2H, k8, J = 7 Tu);
6.51 (1H, m); 7.18 (1H, 8, J = 3.7 Tu); 7.58 (1H, ).

AMP 3C 6 (m.a., CDCly): 14.4; 60.9; 111.7; 117.6; 145.0; 146.1; 158.7.

B5.2.2. DTniadensoar

-M. c. 215
(0]
COOH
O™ o
A

beH3oMHaA Kucnota 122 r

CnnpT 3TUNOBLIN abc. 100 mn

H,SO, KoHu, 3 mn

ddup 50 mn

B xpyrinomonnyio koiby emkocthio 150 M1, cHaOXeHHYIO OOpaTHBIM XOJIO-
JUIBHUKOM C XJOPKaJIbIMEBOH TPyOKoH, momemiarorT 12.2 T OeH30HHON KHC-
701b1, 100 M1 aGCOMFOTHOTO 3THJIOBOTO CIUPTa W 3 MJI KOHI[. CEPHOU KHCIIO-
Thl. CMeCh KUMIATAT B TeueHue 6 yacoB. [lo okOHYaHMM peaklUu OCHOBHOE
KOJIMYECTBO CIUPTa OTTOHSIOT, K ocTarky noGasnstor 100 mu Boasl u mpo-
BOAST 3KCTpakuuio 3dupom (2x25 mi). O0beauHeHHBIE 3(UPHBIE BBITSIKKH

IPOMBIBAIOT PAacTBOPOM coAbll, Bomoil M cymar 6e3soanbiM Na,SO,. ITocne

1 Jlns ynaneHus KuUCIOTHI.
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OTroHKH 3¢upa octatok neperonstoT. Boixon 12 r (80% ot TeopeTHueckoro),
T. kum. 212 °C / 760 mm prt. cr. wiam 108 °C / 30 mm pr. cT.; np?® 1.5057.

AMP 'H & (m.a., CDCl3): 1.38 (3H, 1, J =7 Tu); 4.37 (2H, ke, J = 7 Tu); 7.42 (2H, 1, J ~ 8 Tu);
7.52 (1H, m); 8.05 (2H, o, J ~ 8 Tu).

AMP '3C & (m.a., CDCl,): 14.3; 60.9; 128.3; 129.5; 130.6 ; 132.7; 166.5.

B5.2.3. mpem-Byrnnanerar

| JIAB. c. 71
N\
O
o @f
_( + \ OH > —<
ol acup 0
mpem-byTnnosbin cnupt 74r CuHTEe3 npoBOAAT
N,N-OumeTnnaHunuH (cyxon) 12r B BbITA)XXHOM WKady
Auetunxnopug 79r
ddup abe. 20 mn

B tpexropnyio konby emxocthio 100 mul, CHaOXEHHYIO MEIIAIKOH, 00paTHBIM
XOJOMIMIBHAKOM ¥ KareJIbHOW BOPOHKOW (XONOAMIBHUK WM KarelbHas BOPOHKA
3aIIUIIEHBI XJIOPKaIbIIMEBEIMH TPYOKaMu), IOMEIAT 7.4 T mpem-0yTHIOBOTO
crupta, 12 r cyxoro N,N-mumerunanuiaunsaa u 20 mi abCoMOTHOrO 3dupa.
[Ipu sHepruvyHOM mepeMemuBaHUK NO00aBIAIOT MO KamsiM 7.9 T cBexenepe-
THAHHOTO alleTHIXJIOPHAA C TaKOW CKOPOCTBIO, YTOOBI 3(hup OypHO Kurmea (MHO-
r7a PeakiMOHHYI0 KOIOy MPUXOAMTCS OXJIaXAaTh). [10 OKOHUYAHHH pEaKI[Hu
PEaKIMOHHYIO KOJIOY HAarpeBalOT Ha BOASHOW 0aHe B TeYCHUE 2 4aCOB U OCTaB-
JSI0T Ha HOYb. D(HPHBIA pacTBOp AeKaHTUPYIOT (B Kojibe ocraercs ocagok
THIPOXJIOPHIA AUMETHIAHUINHA) B JCTUTEIbHYI0O BOPOHKY U MPOMBIBAIOT He-
6onpmmmmu mopiusamMu 1 M H,SO, 1o Tex mop, moka 3TH HMOPIUH MPH IOAI-
HIeJIAYUBAHUK HE MEePEeCTaHYT MYTHETb. DQUPHBIA CIOW CyIIAT MPOKaJICHHBIM
Na,SO, u meperousiror Ha miutke. Beixox 8.1 r (70% or TeopeTHUeCKOro);
T. xun. 93-98 °C / 760 mm pr. ct.; nZ 1.3830.

AMP H 6 (m.4., CDCl5): 1.44 (9H, c); 1.96 (3H, ¢).
AMP 3C & (m.a., CDCl,): 22.5; 28.1; 80.1; 170.4.

Bb5.2.4. JImyTHAreKCcaHamoat
(m3THIOBBII 3()UP ATUTHHOBOH KHCTIOTHI)

COIM. ¢6. 2. c. 579

o)
(O JN
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AQvnuHoOBaA KMUcnoTa 22r
STMnoBbIN cNupT abc. 54 mn
Tonyon 30 mn
H,SO, KoHu,. 1 mn

B xonby emxoctsio 250 My, cHaOxeHHYIO Hacaakod Biopma ¢ Tepmomerpowm,
MOMEIIAT 22 T aIuMUHOBOM KHUCIOTHL, 54 M abc. sranona, 30 Mu Toiryona
u 1 mi konm. H,SO,. Konly coenuHsIIOT ¢ HUCXOSIIUM XOJOJUIEHUKOM, OKaH-
YMBAIOIIMMCS aJIOH)KEM ¢ KOHHYecKoi konboit oosemom 100 mi. Peaknmonnyro
CMECh HarpeBarOT Ha KOJIOOHArpeBaTele Tak, YTOObI TeMIEpaTypa PeakiHOH-
Hoit cmecn Obuta 100-115 °C. Ilpu 75 °C HauMHaeT OTTOHATHCS a3e0TPONHAs
CMECh CIUPTA, TOMyoJia W BOJbI. IIeperoHKy MpOJODKAIOT 10 TeX IOop, MoKa
TEeMIIepaTypa OTXOAAIIUX MapoB He mocTurHer 78 °C, mocie Yero HarpeBaHUe
npekpamamT. JUCTHIUIAT cCOOMPAOT B KOHUYECKYIO KOJ0Y, B KOTOPYIO MOMe-
mart 25 1 6e3BogHoro K,CO;. CoOpaHHBIA AMCTHIIIAT SHEPIHYHO BCTPSIXHU-
BaroT ¢ K,CO;3, dunbTpyroT u Bo3BpamarT B koi0y. Kon0y BHOBE HarpeBaroT
U OTTOHSIOT a3€OTPONHYIO CMECh, MOKA TEMIIepaTypa B Mapax HE JOCTUTHET
78-80 °C. Juctmmiat BHOBH cymar 6e3BogHbM K,CO; 1 BO3BpamiamT B mepe-
FOHHYIO KonOy. [IpoTekanue peakiuu KOHTPONUPYIOT ¢ ucnonb3oBanueM TCX
(metponetinbiii 3dup : aneron = 9 : 1). Ecau ecTh HEOOXOIUMOCTh, OTTOHKY
A3€0TPOIMHOIN CMeCH MPOBOAAT TpeTHi pa3. OcTaBIIYIOCS XKHUIKOCTh MEpero-
HSIOT B BaKyyMe BoJOCTpy#HOro Hacoca. Ilomyuaror 29 r npoaykra (95% ot
TeopeTnueckoro); T. kum. 138 °C / 20 mm pr. ct.; ng 1.4270.

AMP H & (m.4., CDCLy): 1.17 (6H, 7, J = 7 Tw); 1.58 (4H, m); 2.23 (4H, m); 4.04 (4H, T, J = 7 Tu).
AMP 3C 6 (m.a., CDCl,): 14.0; 24.2; 33.8; 60.1; 173.2.

B5.25. 2-®enmmanmeramua (aMux GpeHHIYKCYCHON KHCIOTHI)

TuA. c. 163
CN  HClI NH,
H,0 o)
beH3unuymanng, 25r CuHTE3 NpoBOAAT
HCl KoHu. 100 mn B BbITAXKHOM WKady

STaHon 100 mn

B aByxropayio konby emkocTthio 500 Mi, cHaOXEHHYIO KamelbHON BOPOH-
KO M OOpaTHBIM XOJOIMJILHUKOM, ToMemaroT 25 r Oensmwinnanuaa B 100 mu
koHl. HCI. PeakunoHHYyI0 cMeCh MHTEHCHBHO MEPEMEMIMBAIOT! IIPU TEMIIEpa-
type? 40 °C B Teuenune ~20 muH. ITocie TOro Kak pacTBOp CTAHOBUTCS MPO-
3payHbIM, TEMIIEPATYPY YBEIMYHBAIOT 10 46 °C U MpomosDKaroT IMepeMEIInBaHNE
eme B TeueHue 20 muH. Cmech oxnaxaaroT no0 15 °C U MemjIeHHO HpHKarbl-
BaroT K Hed 150 mur jeasHON BoABl. AMHUI BBIIAAAET B BHIE KPHCTAIHYECKOM

O0s13aTeTbHO MCIOIB3YIOT MEXaHHUECKYI0 Memaiky!

2 BHyTpeHHHWH TepMOMETp, BosHas Gams!
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Mmaccel. IlepemernuBanue npogomkaT 30 MUHYT TPU 9TOH Ke TemmepaType,
GUIBTPYIOT MONYYCHHYIO CMECh, OCaaoK mepememnBaioT 20 MUH ¢ JEISHOM
Bonoi (15 mu), dunsrpyror! u cymar mpu 60-70 °C B Bakyyme BOZOCTpYii-
Horo Hacoca. Beixon 23.9 r (83% ot Teopernueckoro), T. i 144-148 °C.
Ocamok MoxHO mepekpucramiuzoBath w3 90 mu sranona. Beixoxg 16.6 T
(58% ot TeopeTtuueckoro), T. mi. 153-154 °C2.

AMP 'H & (m.a., AMCO-dg): 3.40 (2H, c); 6.97 (1H, yw. c); 7.22-7.29 (5H, m); 7.54 (1H, yuu.).
AMP 3C & (m.g., AMCO-dy): 42.4; 126.4; 128.2; 129.2; 136.6; 172.5.

b5.3. Peakyuu eHonamoe cnoxHoIX 3¢pupoe (anKunupoearue, KOHOeHcayuu)

B5.3.1. JusTnia-2-0eH3uaMajioHar
(mmaTHIOBBIN 3GHUpP GEH3UIMAIOHOBOI KHCJIOTHI)
Opr. P. 6.9 c. 171

(0]
O — (0] S Cl O/
o) 0]
EtONa ® O
———— Na H _
o EtOH 2 o) (0]
— le) — ) h—

(6]
Hatpuin metannnueckun 1.2r CuHTe3 NnpoBOAAT
dTaHon abec. 15 mn B BbITA)KHOM LIKady
ManoHoBbIn 3¢up 161
beHn3sunxnopug, 6.3r
Sdup 40 mn

B Tpexropnyto KpymiogoHHYto Kondy eMkocThio 100 M, CHa0KEHHYIO MELIANKOMH,
KarenbHOM BOPOHKOM 1 0OpaTHBIM XONOIMIIBHUKOM C XJIOPKAIBIHEBON TPyOKOH, 1mo-
MenraoT 15 Mt abc. ATHIIOBOTO CIIMPTa U PacTBOPSIOT B HeM 1.2 ' MeTayuidecKoro
Hatpus. [Ipy MHTEHCUBHOM MEPEMEIINBAHUH U3 KalleJbHOH BOPOHKH MPHOABISIIOT
16 r manonosoro s¢upa’, cMech nepemermuBaoT 10 MUH NpU KOMHATHOM TemIle-
paTtype ¥ MpUKanbBaoT 6.3 T OEH3WIXIOpHIA. 3aTeM PEaKIMOHHYI0 CMECh KHILS-
TAT ¢ OOpaTHBIM XOJOAWIBHUKOM JI0 HEHTpanbHOW peakuuu cpenpl. [Tocne aToro
OOJBILYIO YacTh STUIIOBOTO CITHPTA OTTOHSIOT B BAKYyME, & 3aT€M K MACISHHCTOMY
OCTaTKy NPHOABISIFOT BOAY U CMECh DKCTPArupyrot 3dupom (2x20 mi). DbupHbli
pacTBOp cymiar W mnoaseprarot (¢pakuuoHHO# meperonke. Beixon 10.7 r (85% ot
TeopeTHueckoro), T. kum. 163-170 °C / 12 mm pr. ct.; nZ 1.4860.

AMP 'H & (m.g., CDCl3): 1.19 (6H, T, J = 7 Tu); 3.22 (2H, g, J = 7.7 Tw);
3.64 (1H, 1, J = 7.7 Tu); 4.14 (4H, ks, J = 7 Tu); 7.19-7.26 (5H, m).
AMP '3C & (m.a., CDCl,): 14.0; 34.7; 53.9; 61.4; 126.7; 128.5; 128.8; 137.9; 168.8.

Onepanuio MOBTOPSAIOT JIBAXJIbL.
Kpynusle OecrBeTHBIC TUIACTHHKY.
Jlns yMEHBIICHUsS TOIH MPOAYKTOB JHUATKHIMPOBAHUS OepyT M30BITOK MaJOHOBOTO 3(HpA.

2
3
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B5.3.2. JIu3THIa-2-0eH3MIueHMAJIOHAT
(mu3THIOBBIH Y(HUP GEH3MITHIEHMATOHOBON KHCJIOTHI)

Opr. 1. 2. c. 160
o]
CHO H g
©/ CH3COOH/CSH6 o)
o —

ManoHoBbI 3¢up 161
beH3anbgerng, 1061
YKCycHasa Kucnota nepgaHas 1r
beH3on 50 mn
MNunepnguH 05r

B xpyrmomonnoit konbe emxoctbio 250 mur, cHaOkeHHO# Hacankoit dwHa—
Crapka ¢ oOpaTHBEIM XOJOIWIBHUKOM, HArpeBalOT cMech 16 T MalOHOBOTO
a¢upa, 10.6 r 6enzanpmeruna, 0.5 r nunepununa, 1 r neasHONU YKCyCHOH
kuciotel u 50 Mn OeH3ona. Peakius 3akaHduBaeTcs, KoTjaa IMpeKpamaeTcs
ornenenne Boasl (2—-6 u). CMech OXIa)caarT, GEH30JBHEIA CIOH IPOMBIBA-
10T HeOonpmmM KommdectBoM 10%-ro pacrBopa xmopuma Hatpus (4x20 i),
cymat Na,SO, u otroustor 6eH301. OCTaTOK MEPETOHSIOT B BaKyyMe Brixog
17.4 r (70% ot teopetnueckoro), T. kum. 186 °C / 18 mm pr. ct.; n¥ 1.5347.
s aHANMMTUYECKH YUCTOro BemiecTBa T. 1l 32 °C.

AMP 'H & (m.a., CDCl3): 1.28 (3H, 7, J = 8 Tw); 1.33 (3H, T, J = 8 Tw); 4.30 (4H, m);
7.36-7.44 (5H, m); 7.74 (1H, ¢).

AMP '3C 6 (m.a., CDCl,): 13.80; 14.06; 61.53; 61.54; 126.3; 128.7; 129.3; 130.4; 132.8;
142.0; 164.0; 166.5.

Bb5.3.3.  9JT1ua-3-okcodyranoar
(ameToykcycHblii 3¢up)

JIAB. c. 107
(/O Na o O
o kcunon )J\/U\o/\
N\ A
STunaueTart 70 mn CuHTE3 XKenaTenbHO
HaTtpun meTtannnyeckmi 5r npoBecTN B OAVH AeHb
Kcunon (cyxon) 100 mn

YKCycHasa Kucnota nepgsaHas 15 mn
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a) Tlpueomosgnenue nopowika Hampus

B tpexropayro konl0y, cHaOXeHHYI0 OOPAaTHBIM XOJIOAMIBHUKOM C XJIOPKAllb-
[UEBOW TPYOKOW M MeMIanko# (Ha MeTeNbKy MEMIAJKH HAAeTh 3 IEMOYKH W3
KaHIEIAPCKUX CKPEMOK, M0 3 CKPENKU B KaxoH nenouke), nomemaT 100 ma
CYXOT0 KCHJIONIa M 5 T METAIUTMYECKOTO HATpHsl. TpeThe TOpio KOJIOBI 3aKphIBa-
10T mpoOkoi. HarpesatoT kon0y Ha KomGoHarpeBaTtese 10 TeX IOp, MOKa KCH-
JONl HE 3aKWIINT, a HATPUHA HE pacIUIaBUTCS. 3aTeM HarpeBaHHE MPEKparlaioT,
OBICTPO 3aITyCKAIOT MEMIAIKY M IPOJOJDKAIOT MHTCHCHUBHOE IEPEMEIINBaHUE
7 OXJIAXKICHUE CMECH.

0) Ilonyuenue ayemoykcycrnoeo spupa

OCTBIBIINH KCHJION NEKAHTHPYIOT, M3MEIBICHHBIH HAaTPUil MPOMBIBAIOT abc.
5pupom, JeKaHTHPYIOT 5Qup U 3aTeM npubasnsor 70 MI CyXoro sTuaneraral.
Ilo oxoHyaHnn OypHOW peakIui pPeakKIHOHHYI0 CMECh OCTOPOXHO KHIIATAT JI0
MIOJTHOTO PacTBOPEHUS HATPHSA M OXJIAXKIAIOT 10 KOMHATHOW TeMIeparypbl. 3aTeM
npubasnsor 50%-i pacrsop CH;COOH no kucioit peakiuu (~30 mi), k mo-
JYYEHHOMY PacTBOpPY A00ABISIOT paBHBIH 00beM HachkimieHHoro pacteopa NaCl
10 paccioenus®. BepxHuii CIOH OTAEIAIOT, a HWKHHIT SKCTParupyroT 3Gupom
(2x30 mur). OObenuHEHHBIE BEPXHHUN CIOH M d(QUPHBIC BBITSDKKU MPOMBIBAIOT
1 M pactBopom Na,CO;, 3aTem BOmo#l m0 HeHTpambHOU peakuuu. PactBo-
pHUTENs OTTOHSIOT NMPH aTMOC(HEPHOM AABICHWH, a OCTATOK IEPErOHSIOT B Ba-
kyyme. Beixon 18 r (64% ot teopernueckoro®), T. kumn. 74 °C / 14 mm pr. ct.,
nZ 1.4195.

AMP 'H & (m.g., CDCl3): 1.19 (3H, 1, J = 7.2 Tu); 2.18 (3H, ¢); 3.37 (2H, o);
411 (2H, k, J = 7.2 Tu).

AMP '3C & (m.a., CDCl,): 13.8; 29.8; 49.8; 61.0; 166.9; 200.4.

B5.3.4. ITHI-2-0KCONUKIONEHTAHKAPOOKCHIAT
(2-kapOI TOKCHIMKIONMEHTAHOH)

JIAB. c. 108
o (0]
o Na 0
N Mo/\ TOJ‘IyOJ'I' o
A A\

Ouatnnagnnar 202 r
Hatpun metannnueckumn 23r
Tonyon (cyxon) 150 mn

Beicymien Hajg Ge3BOJHBIM XJIOPHIOM KalbIIUS.
Ecnu pacciioenus Het, To pobasisitor 50 M1 adupa U IKCTParupyroT.
B pacuere Ha HaTpuii.

2
3
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B tpexropiyio konby emMxocthio 500 M, CHaOKEHHYIO MEIIAJIKOM!, KamlelbHOi
BOPOHKOI M 0OpaTHBIM XOJIOJMIIEHUKOM C XJIOPKaJBIHEBOH TpyOKOH, momerna-
10T 2.3 T MeTaunueckoro Hatpus® u 50 My cyxoro Tojyona. PeaknuoHHYyrO
CMeCh KHUILITAT Ha KoJOOHarpeBarejie MPU HHTCHCUBHOM TMEPEMEIIUBAHUU 10
TeX TI0p, TI0Ka HATPUil He OyleT pasOouT «B MBUIL»S. 3aTeM, He OoXJaxaas Kooy,
IIpH MIepeMeIrBaHuy npuoasisaioT 3a 15 mun 20.2 T qusTHiioBoro adupa anu-
MHHOBOM KUCIOTHI. PEakI[MOHHYI0 CMECh KHUILITAT B TEUCHHE 3 4acoB, TEPHOIHU-
4eCcKu J00aBiIsAs Yepe3 XONOAWILHUK cyxol Tomyon* (~100 mi), uToGsl comep-
XKHMOE KOJIOBI OCTaBaJOCh JIOCTAaTOYHO >KUJKUM M XOPOLIO IEePEMEIINBAIOCH.
3areM peakIMOHHYI0 CMECh OXJIQXXJAlT B OaHe CO JIbJAOM M MEIJICHHO BBUIU-
BatoT B 100 M 10%-ro pacTBOopa yKCYCHOH KHCIOTHI, oxiaxaeHHoro mo 0 °C.
TonyonbHBIN ClIOH OTAENSIOT, MPOoMBIBaOT Bogol (30 mur), 3aTeM OXJIaXkICHHBIM
7%-m pactBopoM Na,CO; (2%25 M) u cHOBa BOJIOI /10 HEMTPAIBHOM peakiuu®.
Tomyon OTTOHSIOT Ha POTOPHOM HCIIApUTENIE, @ OCTATOK IEPETOHSIOT B BaKyyMe.
Beixon 12 r (77% ot teoperuueckoro), 1. kun. 102-104 °C / 11 mm prt. cT,;
nZ 1.4520.

AMP 'H & (m.a., CDCl3): 1.04 (3H, 1, J = 8 Tw); 1.60-1.68 (1H, m); 1.88-1.93 (1H, m);
2.06 (4H, m); 2.91 (1H, 1, J = 8 Tu); 3.95 (2H, kB, J = 8 ).

AMP '3C & (m.a., CDCly): 13.9; 20.7; 27.2; 37.8; 54.5; 61.1; 169.2; 212.2.

B5.3.5. Jtna-(2E)-3-penni-2-nponeHoar
(3THN0BBII 3pUP KOPHUHOH KHCIOTHI)

V. p. 1036
(6]
o] cHO . N
——4 + —_—
o) @ kcunon
\ A
STtunauetart (cyxon) 80 mn
Hatpuin metannnueckun 48T
beHn3anbperug 17 mn
YKCycHasa Kucnota negsaHas 15 mn
Kcunon (cyxon) 70 mn
STaHon abc. 1 mn
dTunaueTaTt gns 3KCTpakumm 25 mn

Koncrpykuust memanku onucana B npeabiayiiem cunrese (b5.3.3a).
CMm. pasn. Al.2.

CM. CHHTE3 alleTOyKCYCHOTO 3dupa.

Ecnu cmecs rycreer.

Ha 3T0if cTajiuu CHHTE3 MOXXHO OCTaBHTh /IO CJICAYIOUIECTO 3aHATHS.

[ T N R
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B Tpexropiyto xonby emkocthio 500 M1, cHaOXEHHYIO O0OpaTHBIM XOJIOAMIIb-
HUKOM C XJIOPKaJNbIUEBON TPyOKOW M Memiankod (Ha MeTeabKy MENIadKd Ha-
JeTh 3 [EeMOYKU M0 3 KaHIEISIPCKUE CKPENKH B KAXKJIOW IIEMOYKEe), TOMEIIAI0T
4.8 r Hatpust B 70 mu cyxoro kcunona. TpeTbe ropiao KonObl 3aKPBIBAIOT
npobkoit. HarpesatoT kos10y Ha KoJaOOHArpeBarese 0 TeX MOop, MOKa KCUIION He
3aKHIUT, & HATPUIl HE PaCIUIaBUTCS. 3aTeM HarpeBaHHe MPEKpalarT, OBICTPO
3aMyCKAarT MENIANKY W MPOAOJDKAIOT MHTEHCHBHOE mepeMernnBanue. KonOy
OXJIAXIAIOT MPH MEePEMEIINBAHNH, MEUIAJKY OCTAHABIMBAIOT U OCTOPOXHO CIIU-
BAIOT KCHJIOJN, 3aTeM BHOCST B konOy 80 mu sTunarerara, comepxamiero 1 mi
a6c. sranona. Cmech ObicTpo oxnaxaaroT a0 0 °C, BKIIOUAIOT TEpeMEITHBAHIE
u 32 30 MHH NPHUKANBIBAIOT 17 MJ CBEXEMEpEerHAHHOTO OeH3alblerua, moji-
nepxuBas temneparypy cmecu 0-5 °C. PeakIMOHHYIO CMECh MEpPEeMEIIUBAIOT
1 gac mpu 3Toit Temmepatype, 3aTeM MEAJICHHO NpuKanbiBaloT Boxy (~100 mur)
u 15 mn nensHo#t ykcycHOU KucnoTsl (ocmoposicno! B peakiimoHHON cMmecH
MOXET OCTaTbCsi HempopearupoBaBuInii HaTpuil!). DOUPHBINA CIOH OTACNAIOT,
BOJHBII 9KCTparupyroT stunameratoMm (25 mi). O0beqUHEHHBIE OpraHUYeCKUE
ciou npombiBaroT (50 mu) pas6asiaennoit HCI (1:1) u cymar cynbdarom mar-
HUS. DTUIAIETAT OTTOHSIOT Ha POTOPHOM HCHApUTENe, OCTATOK MEPETOHSIOT.
Beixon 21.7 r (77% ot Teopernueckoro), T. kum. 126-131 °C / 6 MM pT. CT,;
nZ’ 1.5590.

AMP 'H & (m.g., CDCL,): 1.42 (3H, T, J = 7 Tw); 435 2H, k, J = 7 Tu);
6.53 (1H, g, J = 16 Tw); 7.44 (3H, m); 7.59 (2H, m); 7.79 (1H, A, J = 16 Tw).

AMP '3C & (m.a., CDCly): 14.2; 60.3; 118.1; 127.9; 128.7; 130.1; 134.3; 144.5; 166.9.

Bb5.3.6. JduwdTHa-2-peHnamanoHar
(mmaTHIOBBI A3hHUP (PEeHNIMATOHOBOI KHCIOTHI)

TnA. c. 218
o o o o o @ o o
\/ofko/\ . NaH, A ~_- o T/\o o0~
CeH12
LinknorekcaH a6c. 75 mn CuHTe3 npoBoAAT
NaH, 80%-a cycneH3na 20r B BbITAXKHOM WKady
B Ba3e/IMHOBOM Macne
IOvatnnokcanat 98 r
STnoBbIN 3¢Mp GeHUNYKCyCHOM Kucnotel 111
S¢up abe. 200 mn
ddup ana sKkcTpakymm 105 mn

YKcycCHasa KucnoTa negaHas 17 mn
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a) Tonyuenue smunosozo spupa henunuyagenesoykcycHol KUCiomol

B Tpexropnyto konby emkocthio 500 Mi, cHaOXeHHYI0 MeXaHHYECKOM
MeIIaJKoi, 0OpaTHBIM XOJOJUIBHHUKOM C XJIOPKaJbLHEeBOW TpyOKoil W Ka-
MeJbHOW BOPOHKOM, MOMEIIAIT cycreH3uto 2 T ruapuna Hatpus (80%-s cy-
CIICH3Usl B Ba3eIMHOBOM Macie), 106aBmsaoT 70 My 0€3BOMHOrO HUKIOTeKCaHa
n B TedyeHne 30 MHH NMPUKANBIBAIOT MpPH MEPEMEIINBAHUNA U HAarpeBaHUH [0
60 °C cmecr 9.8 © quaTHIIOBOTO 3(HUpa MaBeNeBol KUCIOTH, 11 T 3THIOBOTO
sdupa PeHUITYKCYCHOH KHMCIOTHI B 5 Myl nukinorekcanal. Uepes HECKOIBKO
MHHYT HAUMHAETCS PEakKius ¢ OyPHBIM BbIJEJIECHHEM Ta3a U BCKMIAHHEM?,
B KoHIle mpuKanbIBaHUs BBINAJaeT 00bEMHUCTHIA OECIIBETHBIN OCaloOK Harpue-
BOHM COJIM 3THIJIOBOTO 3(upa (EeHUINABEIeBOYKCYCHON KHCIIOTHI, MOCIE Yero
CMeCh HarpeBaloT erie npuMepHo 1 yac (10 OKOHYAHHUS BBIACICHUS BOJIO-
poAa) U OCTABNSAIOT HA HOYb NPU KOMHATHOW Temrmeparype. 3aTeM K CMecH
nobassror 100 Mn Ge3BogHOTO 3dHpa, THIATEIHHO MEPEMENIUBAIOT, 0CATOK
OT(UIBTPOBBIBAIOT M NMPOMEIBAIOT Ha (uisTpe 70 mi 6e3BogHOTO 3dupa. Bei-
CYLIIEHHYI0O Ha BO3JyXe COJb BHOCST NpU NepeMemnBaHuu B cmech 130 mu
HaceimeHHoro pacrBopa NaCl u 17 mn neastHo# ykcycHO# KucioTel. 3a-
TeM 3KcTparupyiot 3¢upom (3x35 mut), oObequHEHHBIC 3()HUPHBIC BBITSHKKH
npoMbiBatoT Bomoi (2x35 mui) u BeicymuBanT Hax Na,SO,. ITocne oTroHKH
pactBoputenst B Bakyyme octaercs 15 r (85% oT TeopeTHueckoro) chiporo
3TUIIOBOTO 3¢upa (heHWIIaBeIeBOYKCYCHOW KHCJIOTHI, KOTOPBIA Jaiee ¥c-
MOJIB3YIOT 0€3 OYUCTKH.

6) Hexapbonunuposanue 3muno6oco 3¢hupa
henunyasenesoyKCycrHol KUciomul

Harpesaror mo 185 °C 10 r crlporo mpoaykTa, HMOJYYEHHOTO Ha MPEIbI-
Oymiedl craiawu, ¢ OOpHOW KHUCIOTOW (Ha KOHYHMKE MITIATENs) B yCTAHOBKE
1S meperoHku. IIpEMepHO dYepe3 2 4aca 3aKaHYMBAETCS BhLAEIEHHE Taza’.
PeaknmonHyro cMmech QpakIMOHHPYIOT B BaKyyMe MAaclsHOTO Hacoca. BrI-
xo1 6.9 r (77% oT TeopeTHYecKoro) AUAITHIOBOrO 3dupa (HeHUIMaTOHOBON
KHCJIOTHI B BUie OecuserHoro macina, T. kum. 98-105 °C / 1 mm pr. ct.;

ng® 1.4938.
AMP 'H & (m.4., CDCl3): 1.25 (6H, T, J = 7 Tu); 4.20 (4H, k8, J = 7 Tu); 461 (1H, ¢); 7.36 (5H, u.m.).
AMP 3C & (m.4., CDCl,): 14.0; 58.0; 61.7; 128.1; 128.6; 129.3; 132.9; 168.1.

Juatuioelii 3¢up masenaeBoid kucnotsl (T. kum. 116-117 °C/50 MM pT. CT.) U STHIOBBIH
adup denmnykcycHoit kucaorsl (1. kum. 103-104 °C/15 MM pT. CT.) mHpEABapUTEIBHO
MIEPETOHSIOT.

Ecmu peaknus mper cimmkoMm OypHO, CMech CIeQyeT OXJaJuTh Ha OaHe CO JIBIOM.
Ocmopooicno! Oxcun yrinepoxna. Tsra!
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B5.3.7. 1-®enuna-1,3-6yranauon

(ben3zonaameToH)
M. c. 182

AuetodeHoH 10 mn
STunaueTart 20 mn
Hatpuin metannuueckun 2r
ddup abe. 90 mn
ddup ana aKcTpakuum 20 mn
YKCycHas Kucnota nepAHasn 6 mMn

B xonby emkocthio 250 mi1, cHaOXEHHYIO OOPATHBIM XOJOIUILHUKOM, 3aIlld-
IICHHBIM XJIOPKAJIBIUEBON TPyOKOW, MOMEMAIOT 2 T W3MEJIbYEeHHOI'O B KCH-
none Harpus (kcuiion Obul cnuT gekanrtanueit)! u 60 mu abe. sdupa. 3atem
npubapisiror 10 mi aneropenona. KoiaOy u3-mon amneTodeHOHA OMOJACKHU-
BaOT 2 pasa nmo 15 mu abc. a¢upa W BBHUIMBAIOT B pPEaKIUOHHYIO KOJIOY.
[IpucoennHAIOT XOJOMUIBHUK W 4Yepe3 Hero BiauBapoT 20 Mu sTHiameTaTa
B 2 mpueMa, JO0XHAasich OKOHYAaHHs OypHOW peaknuu. 3aTeM pPeaKIHOHHYIO
cmech HarpeBatoT 30-40 MuH Ha KonOOHarpeBartese, IEPUOIUIECKH BCTPSIXH-
Basg K00y, W OCTaBIAIOT Ha HOYb. OcaloK B KOJIOE OCTOPOXKHO PasMEIIUBAIOT
CTEKJISTHHOM TalloYKOl, peakIMOHHYIO0 CMECh OXJIAXJIAlOT M depe3 OOpaTHBIH
xonoauibHuK npunuBaroT 100 mu Boasl (crauana ocmopooicnol). Tlocne pac-
TBOPEHHUS 0CaZKa COAECPKUMOE KOJOBI MEepenBaloT B JAETUTEIBHYI0O BOPOHKY
1 0oTOpachIBalOT BEpXHHUH 3QUPHBIA ciioil. BoxHbIA crmoil ObICTpO 3KCTparu-
pytoT 3¢pupom (2x10 mn) um >dupHBIE BHITSKKHM oTOpackiBaroT?. OcTaBmumiics
BOJIHBIN CJIOH OBICTPO OT(UIBTPOBHIBAIOT Yepe3 CKIamuarhiii GpuiabTp®. 3aTeM
pacTBOp OXJIaXJalOT B 0aHe CO JIBJOM W HOJKUCISIOT PACCYMTAHHBIM KOJIH-
yectBoM JsieasHoli CH;COOH (~6 mur). Beimasiime CBETIO-KENThIE KPUCTAILIBI
oT(hUIBTPOBBIBAIOT Ha BopoHKe broxuepa. Beixox 6.1 r (45% ot Teoperuue-
ckoro), T. mi. 58-59 °C*. BeH30MIaleTOH MOXHO IEPErOHATH B BaKyyMe,
T. kun. 155 °C / 30 MM pr. cT. JlomonHuTeNbHAS OYUCTKA HEOOJBIINX KOJHU-
4ecTB OCH30MJIAIlETOHA JOCTUTAaeTCs BO3TOHKOW B BakyyMe.

AMP 'H & (m.a., CDCl): 2.22 (3H, ¢); 6.20 (1H, ¢); 7.44-7.48 (3H, m); 7.89-7.91 (2H, m);
16.21 (1H, ywwup.c).
AMP 3C 6 (m.4., CDCly): 28.7; 96.6; 126.9; 128.5; 132.2; 134.8; 183.3; 193.7.

O06 m3MenpueHnu Hatpus cM. paszn. 55.3.3.

OKcTpaknueld 3pUpoM ymasioT He BCTYNHBIIMH B PEAKIHIO aneTO(EHOH.

[IlenouHoit pacTBOp He ciexyeT XxpaHUTh Oonee 15-20 mMuH, MOTOMY HEOOXOAMMO 3apaHee
MIPUTOTOBHUTH BCIO HEOOXOJUMYIO IOCYIY.

Kpucrammmsyior u3 10-12 mn crmpra.
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Bb5.3.8. 1,3-/ludenna-1,3-nponanguox

(mmGensonMeTaH)
Memoo A MMXPuM. c6. 9. c. 34
o} o o O
o Na  H7H,0
+ achup
dtmnbeH3oat 30r CuHTe3 npoBoaAT
AuetodeHoH 10r B BbITAXKHOM WKady
Hatpun metannnueckumn 2r
ddup abe. 65 mn
YKCycHasa Kucnota nepgsaHas 10 mn

B xon0y emxoctero 250 Mi1, cHaOXKEHHYIO 0OpaTHBIM XOJIOIMIBHUKOM C XJIOPKaJIb-
[UEBOM TPYOKOM, MOMEIIAIOT 2 T HATPHUsI, M3MEIBIEHHOTO B Kewtone! (KCuyon Obut
ciut nekanranueii), u 50 mur abe. aupa. 3arem npubasisiror 10 M arnetodeHoHa.
KonGy m3-mox amerodeHoHa omomackuBaior 15 mi abc. 3¢upa M ero BBUIMBAIOT
B PEAKLHOHHYIO KOOy, [IpHCOCIMHSIIOT XOJIOAWIBHHK U Yepe3 Hero BauBaroT 30 M
9TUNOeH30aTa B JIBa MPHEMa, JOXKUAASICH KOHIA OYpHOH peakuud. 3aTteM peakiu-
OHHYIO CMECh HArpeBaroT 2 yaca Ha KoJOoHarpesaresie A0 MOJHOTO PacTBOPECHHS
Hatpus. KonOy nmepromuyeckd BCTPSXUBAIOT. 3aTEM BbINABIINE HATPUEBBIC TPOM3-
BOJIHBIC TIPH OXJIXKACHUH PA3JararoT MpsMoO B PEAKIIMOHHON Konbe moOaBlieHHEeM
paccuntannoro (Ha B3ATBIH Hartpuif) xonmmuectBa 50%-ro pactBopa CHZCOOH?,
Kucnory mn00aBisioT HEOOMbIIMMHU MOPUHUSIMH uYepe3 OOPaTHBIA XONOIUIbHHUK.
IMocne pacTBOpeHHs] OCaJKa OPraHUYECKUIl CIION OTHEISIOT, HPOMBIBAIOT BOIOH,
1 M pactBopom Na,CO;, cHOBa Bomoi, cymar mpokaneHHbIM MgSO,. Ddup ot-
TOHSIIOT Ha POTOPHOM HCIapUTeNie, OCTATOK MEePEroHsoT B Bakyyme. Beixon 11.4 ¢
(61% ot Teopermueckoro), T. kum. 219-221 °C / 18 mm pr. cr., T. . 77-79 °C.

Memoo b TWA. c. 217
(6] 1) (0] (0]
o NaH H7H,0 @ @
+ —_—
CeH12
ST1nnbeHsoat 30r
AueTtodeHoH 12r
fvppunp Hatpua, 80%-a cycneHsuA 45
LunknorekcaH (6e3BofH.) 150 mn
YKcycHaa KucnoTta negaHas 10 mn
Sdup 200 mn
H-MNeHTaH 80 mn

OO0 u3MenpyeHnu Hatpus cM. paszn. b5.3.3.

2 Ocmopoaicno! MoxeT ocTaThesl HEMPOPEarupoBaBIImil HATpHIil
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B tpexropnyto konby emkxocthio 500 Mi, cHaOXeHHYI0 MexXxaHHYeCKoil Me-
HIAJIKOHW, 0OPATHBIM XONOAMIBHUKOM C XJIOPKAaNbIIMEBONH TPYOKOW U Kamemb-
HO# BopoHkoi, momematT 4.5 r ruapuna Harpus (80%-s cycmeHsus B Ba-
senuHoBoM Macne) u 130 mn ©e3BomHOro HukiIorekcaHa. JIoBOJsAT cMech
J0 KHWICHHS W TPHUKAMNbBIBAIOT MPHU HepeMemuBanuu pactBop 12.0 r amerto-
¢enona u 30.0 r »Tunbdensoara B 20 MJI IHUKIOTeKCaHa C TaKOW CKOPOCTHIO,
4TOOBI MPU WHTCHCHBHOM BBIJICICHHH BOAOPOJA CYCIEH3Hs cinabo Kumena
(mnmuTenpHOCTH MpuUKambiBanus ~1 yac). 3areM cMech KUMATAT ¢ oOpar-
HBIM XOJIOMMJIBHUKOM [0 TpekpaiieHus BbaeneHus rasa (~10 mun). Ilo-
CJie 3TOTO PEAKIMOHHYI0 CMECh OXJaXJAIOT A0 KOMHATHON TeMIepaTyphl,
MEeJIEHHO TpUOaBIAIOT K Heil cmech 10 Mu seasHOM yKCcycHOM KucmoThit
u 50 mu Bomel, 3aTeM mpuiuBalT 50 M JensHO# BOABI U OTHACISIOT Opra-
Hu4eckyto (asy. Boauywo dasy skctparupyroT 3dupom (2x100 mi), opranu-
geckyto a3y mpomsiBator 100 mn H,O, cymar Na,SO,. PactBopurens ot-
TOHSIOT Ha POTOpHOM mcmaputene. OcTaTok mpeacTaBiseT coboi opaHKeBoe
MAacio, KOTOpoe KPHCTAIIU3yeTCss MpHu pacTupaHuu ¢ x-nentanom (50 mu).
Honywaror 13.8 r npoaykra, 1. . 72-75 °C.

MoXHO MOJy4uTh emme 6.7 T MpPOoAyKTa ¢ TaKOW e TeMIeparypoil IaBie-
HUS, OTOTHAB M3 MaTOYHHMKA PacTBOPUTEIHh M M30BITOK ATHiIOeH30aTa U 00pabdo-
taB ocrarok 30 mu w-nentaHa. [locie MepeKpUCTAIIM3AIUE CHIPOTO MPOMYKTa
u3 30 mn MeOH? nonyuaror 15.5 r (69% oT TeopeTHyeckoro) AUGEH30MIME-
TaHa B BUJE OCCIBETHBIX KPUCTALIOB, T. . 76—77 °C.

AMP 'H & (m.a., CDCl3): 6.86 (1H, ¢); 7.49 (4H, 7, J = 7.5 Tu); 7.56 (2H, 7, J = 7.5 Tu);
7.99 (4H, g, J = 7.5 Tu); 16.93 (1H, ¢).
AMP 3C 6 (m.4., CDCly): 93.1; 127.1; 128.6; 132.4; 135.4; 185.7.

Bb5.3.9. IT1uia-2-0en3ui-3-oxcodyTaHoar
(ben3mIameTOyKCYCHbBINM 3(hup)

NAB. c. 109
cl o O
/(l)]\/[cj)\ EtONa @ 0>
0™ TEtoH
ALeTOoyKCYCHbIN 3dup 195 CviHTe3 npoBoOAAT
BeH3unxnopwng 20r B BbITAXKHOM WIKady
Hatpun metannunueckumn 35r
STMnoBbIN cNupT abc. 75 mn
beH3on 50 mn
HCl KoHLU,. 1.5 mn

1
2

Ocmopooicno! MoxeT ocTaThCsl HENpOpearnpoBaBIINi HaTpHii!
Metanoa sinoBut! IlepexpuCcTaNIN3aHIO MPOBOAAT B BBITSDKHOM INKady B IPHCYTCTBHH
IIpenojiaBaTes.
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B tpexropmoit xonbe emkocthio 250 My, cHaOXeHHON OOpaTHBIM XOJIO-
JWIHBHUKOM C XJIOPKaJbLHEBOW TPyOKO#, KameabHOH BOPOHKOM M MeXaHH-
YeCKON MemIajKkod, K 75 mi abc. ciupTa mpuOaBisAIOT HEOONIBIINMU KYCOUYKaMH
3.5 T MeTa;TM4ecKoro HaTpHd, Ciels 3a TeM, YTOOBl IepeMennBaeMasi CMech
criokoitHo kumena. [locie pacTBOpeHHs BCeTo HATPHs K IMOJYYEHHOMY elle
TEIUIOMY pacTBOPY ITHJIAaTa HATpHs, MPOAOIDKAs NMEepeMelInBaHue, J00aBIsIIOT
MOCTENEHHO W3 KaleJbHOW BOpoHKH 19.5 T cBexemneperHaHHOTO aleToyK-
cycHoro s¢upa. K npuroroBiieHHOMYy TakuM 00pa3oM HaTpareTOyKCYCHOMY
3¢upy NpH HEPrUYHOM IIEpEeMENINBaHUN T00aBISAIOT U3 KaleJbHOH BOPOH-
ku 20 r GeHsunxyopuaal ¥ KHOATAT CMECh ¢ OOPATHBIM XOJIOAUIBLHUKOM
Ha KosiOoHarpeBareiie B TedyeHHe 6 dacoB. KoHen peakuuu ompenemnsercs
M0 OTCYTCTBHIO IIEJIOYHOH peakiuu. 3aTeM OoOpaTHBIN XOJOJWIBHUK 3ame-
HSIOT Ha HUCXOJSIIMI M OTTOHSIOT CIIHPT U3 peaknuoHHOW cMmecu. OcTaTok
oxnaxzaaT a0 15 °C u go0aBisfOT K HEMy NpH IepeMelnBaHUUA CMeECh
100 ma Bogst 1 1.5 ma konu. HCL. [lepeHocsT conepxuMoe KoObI B JeNH-
TEJIbHYI0 BOPOHKY, OPTaHUYECKUH CIOW OTHENAIOT, a BOJHBIN 3KCTParupyroT
50 M 6ensosa. OpraHndecKkuil ciIoi M OGEH30JbHYIO BBITSIKKY OOBEAMHSIOT;
npomMbiBaoT 50 MJI BOABI W BRICYIIMBAIOT Hax npokaiteHHsIM Na,SO,. Pac-
TBOPHUTENIH YAQISIOT Ha POTOPHOM HCIIapUTENIe M OCTAaTOK IEepPeroHstoT. BeI-
xon 17 r (52% ot teopetuueckoro); T. kum. 158-160 °C / 15 mMm pr. cT.;
nZ 1.5020.

AMP 'H & (m.a., CDCl3): 1.21 (3H, 1, J = 7 Tw); 2.20 (3H, ¢); 3.18 (2H, #, J = 7.5 Tu);
3.80 (1H, 7, J = 7.5 Tu); 416 (2H, k, J = 7 Tu); 7.16-7.35 (5H, m)>.

AMP '3C & (m.a., CDCly): 13.9; 29.4; 33.8; 61.1; 126.5; 128.4; 128.6; 138.0; 168.9; 202.2.

B5.3.10. ITtua-(2E)-3-pennn-2-nponenoar
(3THJI0BBII YPUP KOPUIHOH KHCTOTHI)

0
CHO
® 9 \/U\o/\
+ PhsP—CHCOOEt — + PhyP=0

a)  Hueudpam mpupenunxapb6smoxcumemungocponutixiopuda

Memoo A
J. Org. Chem. 1962. V. 27. P. 647

/—COOEt | ppp _,{ ® COOE‘} cf 2 H,0

cl Phs,

1
2

Jlakpumatop.
Ipu conepxanuu eHonbHO# Qopmer 4.5%: 12.99 (1H, c).
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dTnnxnopauertart 116r CuHTe3 npoBoAAT
TpudperundochuH 219r B BbITAXKHOM WwKady
beHson (cyxon) 20 mn

Sdunp (cyxon) 20 mn

B nByxropayio konby emkocthio 100 mi, cHa®XeHHYI0O MarHUTHOH MerIai-
KOH, KalelbHOW BOPOHKOH, OOpaTHBIM XOJIOAMJIBHUKOM C XJIOPKaJIbIHEBOM
TpyOKoii, momemaior 21.9 r Tpudenmndocduna u 20 ma cyxoro OGeHzoma.
K xopomo nepememmBaemoii cmecu ObICTpO TpuKanbBaoT 11.6 T aTmnxiop-
aneraral, mepeMenIMBaHUE MPOAOIDKAIOT emle 1 yac mpu KOMHATHOW TeMIepa-
Type ¥ OCTaBIAIOT PEaKIMOHHYIO cMech Ha OfHy Hexemto. OOpaszoBaBmimecs
KpUCTAIBl OTGUIBTPOBBIBAIOT, MPOoMBIBalOT 3dupom (30 mi) u cymart Ha
BO3JyXe 10 mocTossHHON Mmacchl. Beixox 31.3 r (89% ot Teopernyeckoro),
T. 1. 87-88 °C.

IpoaykT MoxHO mnepekpucramauzopath u3 cmecu CH,Cl, — CCl, (1:1)
WM W3 aleTOHHTpmia. YacTh KPUCTAJUNIM3AIMOHHOW BOJBI MOXKHO yja-
JUTH BBIIEP)KMBAHUEM IIOJIYYEHHOTO ITIperapara IpH OCTAaTOYHOM JaBICHUHU
2 MM pt. ct. Hag P,O5 B TeueHme HeaedH; MOCIE TAaKOTO BHICYIIMBAHUA
npoaykra T. mi. 144 °C2 TIodHOCTBIO 00€3BOKEHHBIH MPOAYKT MONYHaroT
a3€0TPONHOM OTTOHKOi BOJBI ¢ GEH30JI0M® ¢ MOCIIEAYIOIMM BbIIEPKUBAHHEM
MIPH OCTaTOYHOM JaBieHHH 1 MM pT. cT. Haxg P,O5 B TeueHHe NBYX HeIElb

(r. . 217-218 °C).

Memoo b

Stunxnopauertat 44r CviHTe3 npoBoAAT
TpudenundocduH 79T B BbITAXKHOM WWiKady
AueToHuUTpUN abce. 25 mn

STunauerar abc. 25 mn

B kpyriononHoii konbe emkocthio 100 My, cHaOKEHHONW MarHUTHON MENIaIKON
1 00paTHBIM XOJIONWIBHUKOM C XJIOPKaJbIIMEBOH TPYOKOW, KUIATAT B TEUCHUE
6 wgacoB pactBop 7.9 r Tpudenundochuna u 4.4 r s>THIXIOpaneTaTa B 25 M
ab¢. aneronuTpuna®. PeakMOHHYIO CMECh OXJIAKIAIOT, T0OABISIOT MO KarlisM
STHJIALIETAT IO CIadOro MOMYTHEHHS M OCTaBJIAIOT Ha 12 yacoB mpu KOMHATHOM
TeMIIepaType 10 OKOHYaHMs Kpucramm3annu. OOpa3oBaBIIyIOCS COIb OT(HHIIb-
TPOBBIBAIOT, MPOMBIBAIOT a0c. dTHianeTaToM Wiau adc. a¢upom. Beixom 9.1 r
(72% ot Teopetuueckoro)®, T. mn. 144 °CS,

Jlakpumarop.

Momnoruzapar ¢oconueBoit conu.

Hacanxa Jluna—Crapka.

Monutopusr ¢ nomompso TCX.

[Tocne mepekpucTaIM3auu U3 abc. aleTOHUTPUIIA.
Momnoruzapar ¢ochonueBoit conu.

o A W N P
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6)  Tpugenurkapbomoxcumemuaenpochopan
(omun(mpugpenungpocgpopanunuden)ayemam)
J. Org. Chem. 1962. V. 27. P. 647

® O
{ ® /—COOEtJ c®2m,0 NaOHHO o b CHCOOE

PhyP

TpuderHnnkapbatokcumeTundochoHun 139r CuHTe3 npoBoAAT
Xnopuvg aurngpar B BbITAXKHOM WKady

NaOH, 0.5 M BogHbIn pacTBOp 33 mn

B xonby Dprnenmeiiepa emxocThio 100 mit, cHaO)KEHHYI0O MATHATHOU MEIIAJIKOMH,
nomermarotT 120 M1 Boasl 1 npubapisor 13.9 T nuruapara xjopuaa TpHQEHMIT-
kapOsTokcumetmidochonns. K momyaeHHOMY pacTBOpY IpUOaBISIOT 1-2 Karum
CIIUPTOBOTO pacTBopa ¢eHondTanenHa U TUTPYIOT IPH HHTCHCHUBHOM IIepe-
MemuBanuu 0.5 M pacTBOpoM THIpPOKCHIA HATPHUS JO IMOSBICHHUS MalHHOBON
okpacku. OOpa3oBaBmIMeCs KPHUCTAIBI OTQWIBTPOBEIBAIOT, IPOMEIBAIOT BO-
0N 10 HeUTpalbHOM peakIMu MPOMBIBHBIX BOJA M CylIaT Ha Bo3lyxe. Buixon
11.5 r (~100% ot TeopeTnueckoro), T. mi. 122.5-124.5 °CL,

8)  Omunosulil 3pup KOPUUHOU KUCIOMDbL
Tetrahedron Letters. 1996. V. 37. P. 1281

(0]
cHo o~
+ Ph3P—CHCOOEI _— + Ph3P=O

TpndeHUnkapb3TOKCUMETUNEH- 125r CuHTes npoBsoaAr
bocdopaH B BbITSXKHOM wWKady

ben3zanbaerna 3.2r

lekcaH unu neTposnenHblin 3pup 80 mn

B nByxropiyio kosnlby emkocThio 250 Mil, CHaO)KEHHYI0 MAarHUTHOW MEIIaJIKOH,
00paTHBIM XOJOJUIBLHUKOM W TPyOKOW I BBOJA aproHa, momemart 80 mu
rekcana wiM Huskoro (T. xum. 38-69 °C) merponeiinoro >¢upa, 3.2 r OGeH3-
anpneruga u 12.5 r tpudenunkaposTokcumeTmneHpochopana. Cmech mepe-
MeIuBaT 12 4acoB Hpu KOMHATHOW Temieparype, 3areM (QHIbTPYIOT depes
cioi cunukarens TonuHon 4 cM. Ocamok Ha cuinkareiae mpombiaroT 100 mut
CMECH dTHJIAIETaTa ¢ FeKCAaHOM WM HHM3KUM meTpolieiinsiM s¢upom (1 : 20).
OunbTparel 00bEAMHSIOT M YNMAPUBAIOT HAa POTOpPHOM pactBoputene. Ocra-
TOK IEeperoHsoT B Bakyyme. Beixog 5.2 r (90% or TeopeTH4ecKoro), T. KHII.
126-131 °C / 6 mm pr. ct.; n¥ 1.5590.

! o mpyruMm maHHBIM MOCJIE TMEPEKPUCTAUIM3ANNM U3 3TaHoNma T. Wi 116-117 °C.
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AMP 'H & (m.a., CDCls): 1.42 (3H, 1, J = 7 Tw); 4.35 (2H, K, J = 7 Tu); 6.53 (1H, A, J = 16 Tu);
7.44 (3H, m); 7.59 (2H, m); 7.79 (1H, g, J = 16 Tw)".

AMP '3C & (m.a., CDCly): 14.2; 60.3; 118.1; 127.9; 128.7; 130.1; 134.3; 144.5; 166.9.

b6. CUHTE3bI C UCMOJIb30BAHUEM MATHUHOPTAHUYECKUX
COEAMHEHWI (PEAKTUBOB IPUHbAPA)

B6.1. IMonyyenne peaktuBoB I puHbspa
Opr. 1. 2. c. 215

RX + Mg — RMgX

Marxuunn 48 r
d¢up abe. 100 mn
AnknnranoreHmng 0.2 monb

B tpexropnyro konby emxocteio 250-500 mi, cHaOXeHHYI0 MEXaHHYECKOM
MEIIaNKOW, 0OpPaTHBIM XOJIOJMIBHUKOM M KalelbHOW BOPOHKOW C XJIOpKaJIbIIHe-
BBIMH TpyOKaMmH, moMemaioT 4.8 T cTpyXeK MarHus U HeOOIbIIOe KOJIHIECTBO
abc. adpupa (10-15 mu). 3arem mpuGaBnsioT 1-2 M aNKWI- WIA APUITANO-
reanga. Yepes 5-10 MuH (a1 aKTHBHBEIX TaJIOT€HUIOB — B TEYCHHE MHMHYTEI)
MPOUCXONUT IIOMYTHEHHE PAacTBOpa W paszorpeBanue >¢upa. Ecnu peakums He
HAa4YMHAETCS, TO B PEAKIMOHHYIO CMECh MOOABISIOT HECKONBKO KPUCTAIUKOB
vona, mubo 1-2 xammm cyxoro Opoma, mu6o 0.5 mu mmbpomdTaHa u cierka
IoIoTpeBarT Konly Terutoi Bomoi. [locme Toro xak peakmusl Hadajachk, JO-
0aBIIAIOT MO KAIISIM MPH IEPEMENINBAHUN OCTAIBHOE KOMUYCCTBO AJIKIII- WIIH
apuranorenuaa (cymmapao 0.2 mounb), pacTBopeHHoro mpuMepao B 80-90 mu
abc. a¢upa. [obaBneHue peareHTa BeIyT C TaKOW CKOPOCTHIO, UTOOBI CMEChH
YMEpeHHO Kurmena. Eciau peakius HauMHAST MPOTEKATh CIUIIKOM JHEPTHYHO,
KOIIOYy OXJIaKJAIOT XOJIOMHOHM Bomoil. K koHIy mpubaBieHUs TaloTeHHuIa peak-
OUOHHYIO CMECh aKKypaTHO MOAOTPEBAIOT HA IUIUTKE, IMOANCPKUBAS KUTICHUE
s¢upa OO IpaKTHIECKH IOIHOro pactBopenus maraus (~30 mun). PactBop Mmar-
HUHOPTaHUIECKOTO COCIMHEHUSI MO)KHO OCTaBUTHh HAa HOYD, IIPH 3TOM XOJIOTWIIb-
HUK JOJDKEH OBITh CHaO)KeH XOpoIIed XJIOopKailbIueBoil TpyOkoit. Ilpn peakmnmn
¢ KapOOHWJIBHBIM COSAMHEHHEM Iocieanee Oepercs ¢ HemoctaTtkoM B 15-20%
K MarHHHOPTaHUYeCKOMY COCIMHEHHIO. AJIKOTONATHI MarHws pasiiaraioT pas-
6asnennoit HC| win maceimennsim pactsopom NH,Cl. B mpuBeneHnsix Hinke
MpUMepax MPHUBOMITCS ONTHMAIbHBIE KOIUYECTBA PEAreHTOB, IUIS TOIYUYCHUS
10-15 r KOHEYHBIX MPOIYKTOB.

Ilpu evinoanenuu cunmezos RMgX u ¢ yuacmuem RMgX credsm 3a mem,
umoobwl 6OU3U NpUbOpPa He OBLIIO OMKPLIMO2O naameru 2openkul!l!

1 OGparure BHMMaHWE HAa MPUCYTCTBHE YUC-U3OMEPA.
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b6.2. 1-denndTAHOI
(meTnndennaKapouHOI) M. c. 331
OH
CHO ®
<—I ﬂ.—Mg|>+ ©/ __, HMHO,
3¢)y|p sq)mp
ben3anbaerug 15r
Metunnogunp, 284 r
Marnunn 48 r
d¢up abe. 125 mn
dbup ana akcTpakuum 40 mn
HCl KoHu,. 20 mn

B pactBop peaktuBa I'puHbspa, mpurorosieHHoro u3 28.4 r mermianonuia
n 4.8 r marang B 100 M aGc. adupa, nmpuOaBIAIOT MO KaluIAM TpH TIepeMe-
IIMBaHUKM M OXJIaXJAeHHu pactBop 15 r Oemsambaermmal B 25 mu abc. a¢upa.
[lo oxoHUaHMM M00aBIIEHUS PEAKIMOHHYIO CMECh HarpeBaroT IIpH IepeMellnu-
BaHMM B TedyeHHe 1 gaca Ha DIEKTPOIUIMTKE C 3aKPHITOH CIIUPAIbIO TaK, YTOOEI
CMecCh YMEpeHHO Kurena. Ha 3Toi ctaguy peakIMOHHYI0 CMECh MOKHO OCTaBHTB
Ha HOYb. Ha npyroii nenp konmly OXTakJaroT JIESTHONW BOION M MPOXYKT peakInH
pazmaraiot, mo6apmsas mo kKamwnsiv 30 M nmeastHoN Bozwl, a 3areM 20 MII KOHII.
HCI, pas6asnennoii 20 ma Bogbl. CMeCh MEPEMENIHBAIOT 0 MOTHOTO PACTBOPE-
HUS ocajnka, Ha 4to Tpedyercs 1-1.5 gaca. DUpHEII COi OTHENSIOT, @ BOXHBIN
sKCTparupytoT 3dupom (2x20 mit). DdupHbe CIOH OOBEIUHSIOT, MPOMBIBAIOT
HaceimeHHsIM pactBopoM NaHSO;, 5%-m pactBopom NaHCO; m HeGombmmm
KOJTMYEeCTBOM BOJABI. DupHBIH pacTBop cymar mpokaneHHBIM Na,SO,, 3dup
OTTOHAIOT HAa POTOPHOM HCIIApUTElNle, OCTATOK IEPEroHdI0T B BakyyMe. Brixox
12 r (70% ot Teopetnueckoro), T. kum. 98 °C / 20 mm pr. cr.; nZ 1.5270.

AMP 'H & (m.a., CDCly): 1.50 (3H, B, J = 6.5 Tw); 2.40 (1H, ywwmp. c); 4.88 (1H, k, J = 6.5 Tu);
7.30-7.40 (5H, m).
AMP 13C & (m.4., CDCly): 25.1; 70.2; 125.3; 127.3; 128.4; 145.7.

Crextpsl npuBeneHsl B npuwioxenud B5 (b4.2.14).
ITo aHaJOrMYHOM METOAWKE W3 STUIMarHuiOpoMmaa u OeH3almblaeruja Io-
ayuaroT stuidenunkapounon, T. kun. 103 °C / 14 mm pr. cr.; nd 1.5200.

B6.3. BenzruapoJ
(mapeHnaxapOMHOI, TMPEHUTIMETAHO)
t0. Bbin. | n Il. c. 280

OH
Br M MgBr CHO H(?H 0
gl + EEEGLLELL A
acpup amp

Jlns ounctku OeH3anpleruia ero mnepen peakuueil npombiBaloT 1 M pacTBOpPOM COJBI,
Bozoii, cymar MgSO, u HeperoHsroT B BaKyyMe.

1



b6. CuHmesbl ¢ ucnob308aHueM MazHULOP2AHUYeCKUX (0eQUHeHUL 241

BpombeH3on 235r
Marxunn 36T
beH3anbgerng, 12r
HCl KoHU,. 12 mn
Bucynbdut HaTpus, 40%-11 pacTBOp 10 mn
S¢dup abe. 110 mn
ddup ana aKCcTpakuum 40 mn

K pactBopy peaktuBa I'punbspa, mpurorosieHHoro u3 23.5 r 6pombeH3ona
u 3.6 r marausa B 80 mu aGc. 3dupa, MpU MHTEHCHBHOM IMEPEMEITHBAHUH
U OXJIKACHUM JICASHOW BOJOH IpPUOABIAIOT MO KamisM pacTtBop 12 r cBexe-
neperHanHoro Oenszanpieruga B 30 mia abcomorHoro 3¢upa. Yepes 30 mun
YAAJISIOT OAHIO CO JIBJOM, JAI0T PEaKIIMOHHON CMECH HArpeThes A0 KOMHATHOM
TEMIIepaTypsl U mocie 3Toro 15 MUH HarpeBaloT Ha BOASHOI OaHe, YTOOBI
JOBECTH peakuuio 10 KoHna. CHOBa OXJIaKAAIOT PEaKLMOHHYIO CMECh JIbJOM
u nocteneHHo npubarnsoT 30—-40 r gpaa, a 3aTeM MO KarisiM pactBop 12 mu
KOHIICHTPUPOBAHHOW CONSTHON KHCIOTHI B 12 Ml BOmbI (pa3ioxeHHe COJSHOM
KHCIOTON TPOU3BOIAT M0 OOpa30BaHHS MPO3PAYHBIX PACTBOPOB). DHUPHBIA
pacTBOp OTAENSIOT, BOJAHBIN KCTparupyrot s¢upom (2x20 mu). CoennHeHHbIE
3(UpHBIC BBITSKKH YHEPTUUHO BCTPSXHMBAIOT B JICTHTENbHONW BopoHKe ¢ 10 M
40%-ro pactBopa OucynabduTa Hatpus (IS ymaJeHHS HENpPOpearupoBaBILIETO
OeH3albJeruaa), 3aTeM MPOMBIBAIOT HEOOJIBIIMM KOJIMYECTBOM PAacCTBOPA COIbI
(mo mIenmoYHOW peakiuh) ¥ BOJAOMH, MOCIE Yero BBICYIIMBAIOT XJIOPUIOM Kallb-
iust. [Tocne oTroHKH 3¢upa MaciooOpa3Hblii 0CTATOK 3aKPUCTAIH30BbIBACTCS
npu oxnaxaeHun. Beixoq 9.8 r (54% ot Teopernueckoro), 1. 1. 68-69 °C.
IMony4eHHbIH GEH3TUAPON MEPEKPUCTAIUIN30BBHIBAIOT U3 BBICOKOKHITAIIETO Iie-
TposneitHoro 3¢wupa.

AMP 'H & (m.a., AMCO-dg): 5.71 (1H, 8, J = 4 Tu); 5.91 (1H, A, J = 4 Tu);
718 (2H, 17, J=8Tu); 728 (4H, 7, J =8 Tu); 7.37 (4H, #, J = 8 Tu).

AMP 3C 6 (m.g., OMCO-dg): 74.2; 126.1; 126.5; 127.9; 145.6.

b6.4. 1,2-IndeHUIIdTAHON
(benzmndrennaKapouHON)

CHO ®
Cl Mg MgCl H /H,0O
_— + —_— =
achup adup

NAB. c. 142

OH Q

MarHui 481
beHn3sunxnopug 26.7r
beHzanbaerng 177 r
d¢up abe. 110 mn

YKCycHas KucsioTa 8 mn
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K a¢upHOMy pacTBOpY OCH3MIMATHUIXJIOpHIA, MOTyYeHHOMY 13 4.8 T MarHus
n 26.7 v 6enzunxiopuna B 80 mi abc. adupa, Mpu WHTEHCHBHOM IepeMellu-
BaHUHM M OXJAXKJCHHUHU JIbJJOM MPUKANBIBAIOT pacTBop 17.7 r OGeH3anbaeruga
B 30 mur abcomoTHOTO 3¢Upa. PeakiMoHHYI0 CMech MepeMeIInBaloT Ha XOJI0ay
nonyaca. [1o OKOHYaHUH PEeaKlUH K PEaKIMOHHOW CMeCH MpH MepeMelInBaHu!
JN00AaBISIOT MO KaruisaM (BHaYae OYeHb OCTOPOXKHO) 67 MII BOIBI, CMEIIaHHOM
c 8 MJ JensHOW YKCYCHOW KHCIOTBHI; TIPH 3TOM KOOy OXJIaKAAOT CHapyXH
nensHoN Bomoit. DdupHblit cioit mpomeiBatotT 10%-m pactBopom NaCl, 10%-m
pactBopom Na,CO; u HaceimienabiM pactBopoM NaCl, 3arem cymrar npokajeH-
HeIM K,CO5;. Dup OTrOHAIOT HA POTOPHOM HCIAPUTENIE, OCTATOK IMEPETrOoHs-
10T B BaKyyMe BOJOCTPYHHOIO HACOCAa, MCIONb3ys BO3MYLIHBIA XOIOIMIBHHUK.
Cobuparor ¢pakiuio ¢ T. kum. 169-170 °C / 15 MM pT. CT., KOTOpasi TYT
ke 3aKpHCTAIM30BbIBaeTcs. Boixoa 24.8 r (75% oT TeopeTHyecKkoro); T. I
66—67 °C (13 cMecu HU3KOrO MeTposiieiHoro »dupa u OeH30Ma).

AMP 'H & (m.a., CDCl3): 2.14 (1H, yw. ¢); 3.06 (2H, m); 4.91 (1H, m); 7.23-7.40 (10H, m).
AMP 3C & (m.4., CDCly): 45.9; 75.2; 125.8; 126.5; 127.5; 128.3; 128.4; 129.4; 138.0; 143.7.

B6.5. 1-(2-®ypua)npomnano-1
(3THI-0-pypHIKAPOHHOT)
{0. Bbin. | n Il. c. 283

@
Br Mg_~ MgBr) @\C _ G HMHO
apup —/ o”~CHO 3dmp o

H
Stunbpommng 251
MarHuin 48T
®Oypdypon 151
ddup abe. 125 mn
ddup ana aKcTpakuum 60 mn
Bucynbdut HaTpus, 40%-1 pacteop 40 mn

K s¢dupHOoMy pacTBOpy 3THIMArHUHOpOMHUIA, MOIydYeHHOMY U3 4.8 T MarHus
u 25 r stunopomua B 100 M abce. adupa, oxnaxaearoMy a0 —15 °C (cosb/ien),
NpU WHTCHCHUBHOM IepeMENIMBAaHUM TMPHUKANbIBalOT pacTBop 15 T cBexermne-
pernannoro ¢ypdypona B 25 ma abe. sadupa. [lociae sToro ymansioT OaHio
C OXJIQX/JAIOLIEH CMEChIO, NAIOT PEAKIIMOHHON Macce HarpeTbcsl 40 KOMHATHOM
TeMIepaTypbl U 3aT€M OCTOPOKHO HarpeBarOT Ha BOASHON OaHe J0 KUINEHUS

MoXHO HCTIOJIB30BATh HpﬂMOﬁ XOJIOJAUIIBHUK JIubuxa. Ilo JOCTUIKCHUNU TOYKHU KHIICHUS
TBEPAOTrO NMPOAYKTAa TOK BOABI NEPEKPLIBAIOT U CIIMBAIOT U3 XOJIOAUJIIBHUKA BOAY. I[aIII)Heﬁ-
1IyI0 NEPETOHKY BEAYT C TOCTATOYHO BBICOKOU CKOPOCTBIO, 4TOOBI KOHACHCAT pacCIlIaBJIsLI
KpHCTaJ’IJ’IHE}yIOH.[HﬁCS{ B XOJIOAWUJIBHUKE MPOAYKT. CnenyeT BHUMATCJIBHO CJIICIUTH 3a TEM,
9TOOBI XOJIOAUJIBHUK HC 3a0uBajics. Henb3ss UCIONB30BaTh OOBIYHBIEC AJIOHXKH C TOHKOH
pr6KOI71 — MNPEANOYTUTCIIBHEEC AJIOHK-LIIayK».
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a¢upa. [locae 30-MHHYTHOTO HarpeBaHHs KOJIOY OXJIaXXTarOT BOJOH M pas-
JlaraloT TOJYYEHHBIH pacTBOp BOIOH 10 00Opa3oBaHUs T'ycTO# KamieoOpa3HON
Macchl OCHOBHO#M conu MarHus. DQUPHBIA PaCTBOP OCTOPOKHO JCKAHTHPYIOT,
KaleoOpa3Hyr MacCy OCHOBHOM COJNIM MarHus TIIATENHO MPOMBIBAIOT SPUPOM
(3%x20 mu) mpu nepememuBanun. CoeTHHEHHBIE 3QUPHBIC BBHITSLKKA 00padaThi-
BaroT 40%-M pactBOpoM GucyabduTa Hatpus (2x20 miu)!, cymar npokaneHHbIM
K,CO;. Ha cienyromuii 1eHp 100aBiasioT 3—4 Karmid aHuinHa (IS yaaneHus
CIICZIOB CEPHUCTOM KHCIOTHI), QUIBTPYIOT dGUPHBIN pacTBOp uepe3 CKiaaya-
ThI (UIBTP, OTTOHSIOT 3Qup U HPAKIHOHUPYIOT OCTATOK B Bakyyme. Brixon
13.2 r (67% ot Teoperryeckoro), T. kum. 74-76 °C / 10 mm pr. cr.; n¥ 1.4761.

AMP 'H & (m.a., CDCl3): 0.88 (3H, T, J = 7.5 Tu); 1.81 (2H, m); 2.79 (1H, ywmp. ¢);

4.51 (TH, 7, J=7.51Tu); 6.18 (1H, g, J = 3.2 Tu); 6.27 (1H, m); 7.31 (1H, m).
AMP 3C 6 (m.g., CDCl,): 10.0; 28.7; 69.2; 106.0; 110.2; 141.9; 157.0.

ITo aTO#t MeTOmMKE MOXKHO TONYYaTh W APYTUE ANKWI-0-(ypHIKapOUHOIEI.
Tak, u3 MmeTunMarauinonuaa u Gypdypoina morydaroT MEeTHI-o-(QypHUIKapOuHOT
(r. xunm. 75-77 °C / 23 mm pr. ct., ng 1.4808; Beixong 70% ot Teope-
THYECKOT0); B3aUMOJICHCTBUEM MponuwiMarauiiopomuna ¢ ¢ypbyiom —
nponmi-o-Qpypuiakapounon (r. xkun. 84-86 °C / 10 mm pr. cr.; n¥ 1.4889;
BBIXOI 62% OT TEOPETHYECKOTO).

B6.6. 2-MeTuna6yranosu-2
(mIMeTHII THIAKAPOMHOI)

0. Bbin. | n l. c. 285

® OH
Br Mg MgBr H /H,0 |
— + O — >
acup adup N\
Stunbpommna 22 r
Marxuunn 4r
AueToH abc. 10r
d¢dup abe. 125 mn
ddup ana sKCcTpakuum 40 mn

K »¢pupHOMY pacTBOpYy METHIMAarHMHWOAWMIA, MOTYYCHHOMY W3 4 T Maraus
u 22 r stwiopomuaa B 100 M abe. adupa, mpu UHTEHCHBHOM TEpeMEIIMBAHUH
Y OXJIQKJCHHUU JIBJJOM W3 KalleTbHOW BOPOHKH MOCTEIICHHO MPUOABISIIOT PacTBOP
10 r abc. anerona B 25 mi abc. adupa. OT NepBBIX Kalellb aleToHa 00pazyeTcs
OenpIif 0CcalloK, KOTOPHIN CHAaYajla pacTBOPSIETCS, a 3aT€M BHOBH OCEHAET B BHUIC
CHHEBATO-CEPOii BA3KOH Macchel. Ilocie Toro kak peaxius 3akondena (~0.5 gac),
OXJXKJICHHE YAAJIAIOT, JAIOT KOJOe HarpeThCs 10 KOMHATHOW TeMIIepaTyphl,

! Jnsa ymanenus Hempopearuposasiero ¢pypdypona.
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a 3aTeM IOJICTABISIOT BOISHYIO OAaHIO M HarpeBaroT Ha Hel 15 MuH mim ocras-
JIAIOT CTOSATH HA HOYb. BHOBL OXJaXIaloT KoMOy! M OCTOPOXHO pasiaraioT
PEaKIMOHHYIO CMECh, A00aBisisA Yepe3 KalelbHYI0 BOPOHKY IpH paboTaromiei
MelIajKe HachIIIeHHBIH BOJHBIN PacTBOp XJOpUAAa aMMOHHMSA,; BHa4aje o0pasy-
€TCsI XJIOTIbEBUAHBIA 0Ca/0K, KOTOPBIH 3aTeM pacTBOpsieTcs. DPHUPHBIH pacTBOp
OTZENSAIOT, BOMHBII pacTBOp dKCTparupyiot 3¢upom (2x20 mi), oObeJHHEHHbIC
3¢UpHBIE BHITSDKKM BBICYIIWBAIOT Haj mpokaneHHbIM K,CO,. Ilocne memien-
HOW OTroHkH 3¢dupa u3 HebonbInoi Konbbl ¢ AeduiermatopoMm (Ha BOASHOM
0aHe) OCTAaTOK MOJBEPraroT Meperonke, codupas dpakuro ¢ T. kurn. 95-110 °C.
[Ipu moBTOpHOI meperoHke W3 HeOOIbIIOW KONMOBI Kisii3eHa ¢ BBHICOKMM Jie-
¢ermaropom npu 100-104 °C cobuparor 2-metundyranon-2. Beixon 7.6 r (50%
oT Teopetmueckoro), T. kum. 102 °C / 760 mm pr. ct.; ng 1.4052.

AMP 'H & (m.a., CDCl3): 0.92 (3H, T, J = 7.5 Tu); 1.20 (6H, c); 1.51 (2H, K, J = 7.5 Tu);
1.65 (1H, ywwp. o).

AMP 3C 6 (m.a., CDCl,): 8.5; 28.6; 36.3; 71.1.

B6.7. 3-MeTnjrekcanoJ-3

(MeTHID THIIPONMUIKAPOMHOI)
NAB. c. 142

OH

@
Br Mg MgBr H/H,0 |
— 2, + o) > >
/"  odup — achup ) AN

Mponun6épomug 25r
MarHuin 48
MeTnnsTnnKeToH abc. 151
S¢dup abe. 120 mn
ddup ana aKCcTpakuum 40 mn

K s¢upHOMY pacTBOpY H-TIpONMMIMArHUAOpOMUAA, TONYYCHHOMY W3 25 T mpo-
munopomuaa u 4.8 T maraus B 100 M aGc. adupa, npu OXJKISHUHU JISATHON
BOJIOM TIOCTENEHHO MPHUOABISIOT U3 KamleJbHOW BOPOHKH pacTBOp 15 r meTwmi-
stunketona B 20 mi abc. a¢upa. PeakinoHHYI0 CMECh OCTaBIAIOT Ha 2—3 4aca
(myume Ha HOYb) M 3areM BeLIMBaKOT B cMech 50 r NH,C1 u 150 r tomuenoro
Abaa. DOUPHBIA CIOH OTHENAIOT, BOAHBIA 3KcTparupyioT 3dupom (2x20 ).
OOwvenuHeHHble 3upHble Gpaknuu cymar npokaieHHbIM K,CO3, OTTOHSIOT 3hHp
U IEPErOHsIOT Hony4eHHbl ciupT. Beixox 19.3 r (80% or TeopeTHueckoro);
T. kur. 139 °C / 760 mm pr. cr.; nd 1.4230.

AMP H & (m.g., CDCl3): 0.78 (3H, T, J ~ 8 Tu); 0.82 (3H, T, J ~ 8 Tw); 1.03 (3H, ¢);
1.27 (4H, u. m.); 1.21-1.33 (4H, m); 1.37 (2H, K, J ~ 8 Tu); 1.50 (1H, ywwmp. c).

AMP 3C & (m.g., CDCl,): 8.1; 14.6; 17.0; 26.2; 34.1; 43.6; 72.7.

1 JlepsHas Boxa.
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AHAJTOTHYHO U3 METHIITHIKETOHA W OyTHIOpPOMHIA MONYyYarT METHII-
stunbytunkapounon. Beixom 20 r (75% oT TeopeTHUeCcKOTO); T. KHII.
161 °C / 760 mm pr. ct.; n¥ 1.4270.

B6.8. 2-®eHnadyTanoua-2
(MeTmTHIGEHNIKAPGUHOIT)

MOX. c. 645
]
@ OH
Br ﬂ» MgBr . . H /H,0O
—/ apup —/ acmp ::: k \

STun6pommng 12r

MarHunn 24 r

AueTtodeHoH 9r

ddup abe. 80 mn

ddup ana aKCcTpakuum 60 mn

B pactBop peaktuBa ['punbspa, moiaydenHoro u3 12 r stunOpomuna u 2.4 r
maraus B 60 mu abc. adupa, Npu NepeMeIINBaHUN ¥ CHJIBHOM OXJIaXJICHHH
JIeASTHONW BOJOHM MO KamisiM B TedeHne 15 MuH mpubaBisioT pactBop 9 T ame-
topenona B 20 mu abe. sdupa. [Ipu 3TOM BhIMamaer Oesblii OCamoK. 3aTeM
konly octaBisaoT Ha 30 MUH B OXJIaXKZArolleld CMecH, MOclie 4ero MeJJIeH-
HO mpubaBisA0T HackimeHub pactBop NH,Cl, a¢up npu stom kumetb He
nowkeH. ConepxuMoe KOJObI TTOCTENEHHO Pa3XMKaeTcsa B oOpa3yroTcs JBa
ciosi. B menuTensHON BOPOHKE CIIOM Pa3JelisioT, BOMHBIA CIOH 3KCTParupyroT
spupom (3x20 mia). OGbeauHEHHBIC dPHUPHBIC (PAKIHK IPOMBIBAIOT BOJIOM
(2x10 ma), 10%-m pacrBopom combl (2x10 mi) u cymar 6e3BogusiM Na,SO,.
O¢dup OTrOHAIT Ha POTOPHOM HCIApHUTENe, a OCTATOK IEPErOHSIOT B BaKy-
yMme. Beixon 8 r (71% ot Teopermueckoro), T. kum. 93-94 °C / 9 mm pr. cT.;
nZ 1.5150.

AMP 'H & (m.g., CDCl3): 0.85 (3H, 7, J = 7.5 Tu); 1.60 (3H, c); 1.87 (2H, m); 2.10 (1H, ywwp. c);
729 (1H, 1, J=7.5Tu); 739 2H,1, J=7.5Tu); 7.49 (2H, g, J = 7.5 Tu).

AMP '3C & (m.a., CDCly): 8.2; 29.4; 36.6; 74.8; 124.8; 126.4; 128.0; 147.7.

B6.9. 2-®eHUINPONaHOI-2
(mumeTHApeHUTKAPOMHOIT)

JIAB. c. 145

OH

@
Mg H /H,0
— = —Mgl + —_— = >
acup acpup
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MeTtunuogng 284 r
Marunn 48 r
AueTtodeHoH 241
dédup abe. 100 mn
ddup Ona sKCTpakuum 150 mn

K s¢uprOoMy pacTBOpy MeTHIMarHMHHOAWIA, OTydeHHOMY W3 4.8 T Maruus
u 28.4 r metunuonuna, B 100 mn aGc. adupa mocreneHHO MPUOABIAIOT W3
KaleJlbHOM BOPOHKM MPHU MEPEMEIIMBAHUU U OXJAXKAEHUHU JIeASIHOW BOJOU
24 T cBexenepernanHoro amneropeHona. [lo okoHYaHWM peakIuu cMech OCTaB-
JSIOT HA HOYb MO0 KUIATAT 1 wac Ha KomboHarpeBarese, MOCiae OXJIaKICHUS
BeutnBatoT B cMech 200 r mpaa, 10 r NH,C 1 n 50 mn 2 M pactBopa HCI.
D¢uUpHBIHA CI0H OTIENSAIOT, BOIHBIA IKCTparupyroot s¢upom (2x75 mi). O6b-
enuHeHHbIle dpupHBIe Ppaknun npombiBaioT 50 Ma 1 M pacTBOopa OuCyIh-
¢ura Hatpus, Bomoi (2x100 mu) u cymar mpokanerHusM K,CO5. Ddup oT-
TOHSIOT HA POTOPHOM HCHAPHUTENE, OCTATOK MEPEroHsI0T B BaKyyMe. Beixon
16.3 r (60% ot Teopernueckoro); T. kurm. 80 °C / 7 mm pr. cr.; n¥ 1.5260.

AMP 'H & (m.a., CDCl3): 1.63 (6H, ¢); 2.69 (1H, ywup. c); 7.30 (1H, 7, J ~ 7.5 T);
740 (2H, 1, J ~ 8 Tu); 7.55 (2H, #, J ~ 8 Tu).

AMP 3C & (m.g., CDCl,): 31.5; 72.3; 124.3; 126.4; 128.0;149.0.

b6.10. H3onponennn6en3o. (0-MeTHICTHPO)

OH

O~ wwies
\ unu KHSO:;

B mpubop 11 BakyyMHOW NeperoHKH, cOOpaHHBIH Ha OCHOBE KOJI-
o0p1 Knsiizena (aedmermatop 5-6 enouek), momemarT cmech 13.6 T
2-pennnnponanona-2 u 3-4 r mupocynsdara kamus (K,S,0;) win ruapo-
cynbara kanus. Coznaror B npubdope Bakyym ~60-80 MM pT. cT. m ocTOpOXK-
HO HarpeBaloT CMeCh C OJHOBPEMEHHOU (MEIJICHHOW) OTTOHKONH CMECH BOJIBI
U 0-METHJICTUPOJA. 0-MEeTHICTUPON OTAEISIOT B JEIUTEIbHON BOPOHKE U Cy-
[IaT NpoKaleHHbIM cyibdarom Maraus. Beixon 9.4 r (80% ot TeopeTHyeckoro),
T. kun. 162 °C / 750 mm pr. cr.; ng 1.5370.

AMP 'H & (m.g., CDCly): 2.29 (3H, ¢); 5.23 (1H, ¢); 5.52 (1H, ¢); 7.37-7.47 (3H, m);
7.60-7.61 (2H, m).

AMP '3C & (m.a., CDCly): 21.7; 112.3; 125.5; 127.4; 128.2; 141.3; 143.3.
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b6.12. TpudenuimeranoJ
(Tpudrennaxapoumnon)

Memoo A
0. Bbin. | u ll. c. 284; laTT. c. 379

0 @
Br MgBr N ©)
Mg . O™ | HMO, @ oH
acup adup

BpombeH3on 235Tr1
MarHun 36r
StunbeH3zoat 95r
Sédup abe. 130 mn
H,SO, (d?° 1.84) 10r

K s¢upromy pactBopy peHHIMArHHUOpOMUIa, MOTYyICHHOMY U3 3.6 T MarHus
u 23.5 r 6pom6en3ona B 100 mi abc. aupa, Ipu WHTEHCUBHOM IEpEeMEIINBa-
HUM U OXJIQXKJCHHUH JIbJIOM MPHKANbBIBAIOT pacTBop 9.5 T cBexenepernaH-Horo
stunbenszoara B 30 mi abc. adupa; mpu ATOM BBIACIACTCS OCIBIA OCaJOK.
3areM HarpeBalT PEaKIMOHHYIO CMeCh Ha BOISHOW OaHe, o0pasyercs rycras
KarreoOpasnas Macca. CHOBa OXJIQKAAIOT KOJIOY JIbAOM M MOCTENEHHO BHOCST
B Hee 100 r nbaa, a 3areM no kamisM pactsop 10 r xonm. H,SO, (d3° 1.84)
B 20 Ma Bozbl. 3aTeM M3 PEaKIMOHHOW CMECH OTIOHSIOT 3(up, mocie 4yero
MOJBEPralOT CMECh MEPErOHKE C BOASHBIM MapoM (Ui yJaleHus Hempopea-
rHpOBaBIero OpombeH3oa u Mo6oYHO obpa3oBasiuerocs oudennna). Tpude-
HUJIKapOUHOJI, OCTABIIMICS B KOJOE B BHJC KEITON KPUCTATITHYECKONH MACCHI,
OXJIKAAIOT, OTQHIBTPOBBIBAIOT, MPOMBIBAIOT BOJOM, XOPOIIO OT)KUMAIOT U BbI-
CYLIMBAIOT MEXIy JucTamMu (uiabTpoBanbHOW Oymaru. Beixonm 14.3 r (87%
0T TeopeTudeckoro). Ilociae mepeKpUCTAIH3ANUK U3 CIUPTA MOIY4YalOT
13.7 r (83% ot Teopernueckoro), T. mwi. 162 °C.

Memoo b
-M. c. 323

(0]

Br Mg MgBI’ . . m @ OH
achup acmp
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MarHwnin 3r
BpombeHson 20r
BeHzodeHoH' 182 r
dédup abe. 100 mn
ddup Ona sKCTpakuum 60 mn

K s¢upnomy’ pactBopy (eHMIMAarHMHOPOMHUAA, TOTYYEHHOMY U3 3 T MarHus
u 20 r 6pombensona B 70 mur abc. 3pupa Mpu MHTECHCHUBHOM IEpPEeMEIINBAHUN
U OXJIOKJEHUU JIBJIOM MpHUKaIbIBatOT pacTBop 18.2 T 6en3zodenona B 30 mu abc.
a¢upa. Ilociie npubasnenus 6eHzodeHona kondy HarpeBaroT B TeueHue 30 MuH
Ha BOJsiHOW OaHe. OxyaguB KoJ0y CHOBa BOJOW CO JILJAOM, PasiaratoT ajaKOTOJIST
XOJIOJHOM BOJIOM, K KOTOPOW JOOABICHO PACCUYUTAHHOE KOJUYECTBO COJISTHOU
KHCJIOTHL. PacTBOp KHCIOTHI MPUIMBAIOT W3 KalelIbHOW BOPOHKH IPH HEMpe-
PBIBHOM TepeMeIIMBaHuK. DPUPHBINA CIOH OTHCNAIOT B JICIUTCIBHON BOpPOHKE,
BOJHBINM clIol 3KkcTparupyior 3dupom (3x20 mi). OpraHnyeckuii CIOH MPOMEI-
BAIOT PacTBOpPOM OukapOOHaTa HATPHS U YHAJSIOT PACTBOPHUTEIh HA POTOPHOM
UCTIapUTeNie, a OCTAaTOK MOIBEPraroT MEpPEeroHKe C BOMSHBIM IapoM Ui yhalie-
HUS HeMpopearuposasiiero 6poMOeH30/1a U OcH30()eHOHA, a Takke OmdeHwma.
ITo oxnaxkneHWH OCTaBIIMKCA B KojOe TpU(DEHHIKApOMHON OT(HIBTPOBHIBAIOT
Ha BOpOHKE bIOXHepa, BHICYIIMBAIOT HA BO3AYXE M MEPEKPUCTAILIM3OBHIBAIOT U3
compra. Beixon 15.6 r (60% ot Teopermueckoro), T. mi. 162 °C.

AMP H & (m.g., CDCl3): 2.83 (1H, ¢); 7.26 (15H, ©).
AMP '3C & (m.a., CDCly): 82.0; 127.2; 127.85; 127.88; 146.8.

b6.13. 1-Meruanukiaorexkcen-1

JIAB. c. 146
1 M9, gl )+ O-»M OH _
achup 9 acnp 3(249

MarHuin 481

MeTtunuogng 248 r

LlnknorekcaHoH 213 r

ddunp abe. 125 mn

ddup ana sKkcTpakuum 90 mn

K a¢upromy pacteopy 0.2 Monp MeTHIMArHUHHOIWA, IOMy4YeHHOMY U3 4.8 T Mar-
Hus u 24.8 v mermwimonuna B 100 mm aGce. adupa, mpu MHTEHCHBHOM TIepeMe-
OIMBAHUW W OXJIAXKIICHUH JIBIOM IPUKAIBIBAIOT pacTBop 21.3 T HHUKIOTEKCAaHOHA

! EeH30(1)€HOH mpeABapUTECIbHO JOJIKCH OBITH OYHIICH HeperHc*rannH:sauHeﬁ U3 3TUIIOBOTO

ciupra; T. mi1. 48 °C.
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B 25 mu abc. a¢dupa, HarpeBaroT 1.5 daca Ha BomsgHOW OaHe M 3aT€M BBUIMBAIOT
B KOHHYECKyIo Kooy, cogepxkamnryto cmech 30 r NH,C1 u 100 r TomdeHoro sipaa.
DdupHBIA CIIOW OTAENSAIOT, BOAHBIA dKCTparupyror 3dupom (3x30 mu). O6b-
eMMHEHHBIC d(QUPHBIC BBITSHKKYA MPOMBIBAIOT 75 MII BOJBI, CYIIAT MPOKAJICHHBIM
K,CO; u otrousitor 3¢up. OcTaTok MOMEMAT B KPYDIOAOHHYIO KOOy ¢ 00-
paTHBIM XOJNOJMIBHUKOM, NOOABISIOT HECKONBKO KPUCTAIIIMKOB HOMA U KUISATST
okono 1 vaca Ha konboHarpesarene. 3ateM cymiar npokaieHHsM MgSO, u nepe-
TOHSIOT C BBICOKUM Je(IerMatopoM, A00aBUB ellle HECKONbKO KPHCTATHKOB
noxa. Juctumnst npomeiBator 30 mut 1 M pacteopa Na,S,04, Bomoii (2x40 mi),
cymar cyiab(haroM MarHus U BHOBb meperoHsitor. Beixox 12.5 r (60% ot teope-
Thyeckoro), T. kur. 108-110 °C / 760 mm pr. cr.; n¥ 1.4510.

Anvmeprhamugnuiii Memoo decuopamayuu

O ,po,
~ (7

1-Mertunuukiaorekcanoln (IONXy4YeHHBIH Ha MPEIbIIYIIEH CTaqum) IOMEINAIOT
B kon0y Kunsiizena, nqob6asmsitor 10 ma H3PO,. ITonydeHHy0 cMech HarpeBaroT
10 130-160 °C u OTroHSIOT 00pa3yIOUIHICS METHIITUKIOTeKCeH. OTHOBPEMEHHO
C TIPOIYKTOM OTTOHSIETCS BOHIA. Bomy OTHENSIOT, MPOIAYKT CyIIaT TpaHyIUupoO-
BanHbEIM M@SO, u neperonsior. Beixon 14.5 r (~70% oT TeopeTHUECKOro),
T. xun. 108-110 °C / 760 mm pt. ct., nZ 1.4505.

AMP H & (m.4., CDCl5): 1.52-1.60 (4H, m); 1.63 (3H, c); 1.90-1.99 (4H, m); 5.38 (1H, m).
AMP 3C & (m.a., CDCl,): 22.4; 23.0; 23.9; 25.3; 30.1; 121.1; 134.0.

b6.14. 1-IlukJorexceH-1-uyiGeH30J1

(1-penmmmmrnorexcen-1)
JIAB. c. 147

° ©
o Mg MaBr H/H,0 OH KHSO,

—_— + —_— _—

adup acup CeHs

A

Marxuunn 48T
LinknorekcaHoH 197 r
BpombeH3on 327r
ddup abe. 120 mn
ddup ana aKcTpakuum 80 mn

K s¢pupHomy pacTBOpy (eHHIMArHuiOpoMuaa, monydeHHoMy u3 4.8 T MarHus
u 32.7 r 6pomben3ona B 100 mur abc. adupa, Mpu WHTCHCUBHOM IEPEMEIIH-
BaHMHM M OXJIAXJICHUH JIbJIOM TPUKANBIBAIOT pacTBop 19.7 T HUKIOreKcaHoHa
B 20 mi abc. s¢upa. 3aTreM peaknHOHHYIO CMECh KHUIATAT B TeueHue 1 yaca
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Ha KonboHarpeBatese (JIydile OCTABHTh HA HOYb) M NPHU MEPEMEIINBAHUH MO-
CTENIEHHO BBUIMBAIOT B KOHMYECKYIO KOJOy eMKOCThIO 1 J, comepikaliyo cMech
70 T mpga m 150 mu HackimenHoro pactBopa NH,C1l. DdupHseii pacTBop OT-
JETISFIOT, BOJHBIA 3KCTparupyroT sdupom (2x40 mur). OObenuHeHHbIE dQUpPHbBIC
BBITSDKKH TIPOMBIBAIOT BOJOW J0 HEWTPaJbHOW peakiMy W CyIIaT MPOKaJIEHHBIM
MgSO,. [locne oTroHkH 3¢dupa OCTATOK PACTBOPSIOT B 75 MJ OCH30/Ia W KH-
MATAT TOJIYYEHHBIH pacTBOp ¢ oOpaTHBIM XojommibHUKOM Hax 25 r KHSO,
B TeueHue 2 yacoB. OTHeNsoT 00pa30BaBIINICS HYW)KHUN BOMHBIA CJIOH, a OCH-
30JIHBIH pacTBOp cymar npokaneHHeIM MQSO,. OcraBmmiics mocie OTTOHKH
Oensona 1-penunnukinorekceH-1 meperousor B Bakyyme. Boixon 19.1 r (60% ot
TeopeTndeckoro); T. kur. 120-123 °C / 10 mm pr. cr.; n¥ 1.5690.

AMP 'H & (m.a., CDCl3): 1.66 (2H, m); 1.76 (2H, m); 2.20 (2H, m); 2.40 (2H, m);
6.10 (1H, m); 7.15-7.38 (5H, m).
AMP 3C 6 (m.4., CDCly): 22.2; 23.1; 25.9; 27.4; 124.7; 124.9; 126.5; 128.1; 136.6; 142.7.

AHaj0ruuHO U3 26.2 T IUKJIONEHTAHOHA MONYyYaroT okoyo 27 T 1-heHunuk-
nornentena-1 (64% or teopermueckoro); 1. kum 99-101 °C / 10 mMm pr. cT.;
n& 1.5355.

b6.15. Ben3zoitHasi KHCJIOTA

Br MgBr ® COOH
O %O ey
acup

-M. c. 325

MarHui 36T
BpombeH3on 235
ddup abe. 130 mn
ddup ana aKCTpakuum 80 mn
HCl KoHU. 24 mn

B kpyrnononno#t konbde emxocteo 500 My, cHaOXeHHOW MEXaHHYEeCKOH Me-
IAJKOH, KalelbHOH BOPOHKOI M OOPATHBIM XOJNOAMIEHUKOM C XJIOPKAIBIIUEBOM
TpyOKOH, mosy4daroT peaktuB [puHbspa u3 3.6 r maraus u 23.5 r 6pombOeH30Ia
B 100 mu abc. adupa. 3areM koi0y XOpOIIO OXJIaxaalT (JIed C COJbI0), MPH-
Oasysror eme 30 mur abc. 3dupa U, 3aMEHUB KaIleIbHYI0 BOPOHKY Ta30MpPOBO/I-
HOHM TpyOKOH, MOXOMmsImel Mo JHA KOJOBI, MpomyckalT 3—4 yaca HE CIUIIKOM
OBICTPBI TOK yrIekucsnoro rasa (u3 ammapara Kunma)®, Beicymme ero mpen-
BapUTENBHO MPOMYCKaHUEM Yepe3 JBE MPOMBIBAIKU C CEPHON KHCIOTOW. 3arem
3aMEHSIOT Ta30MPOBOJHYI0 TPYOKY KamelbHON BOPOHKOH M, MPOMoKas CHIbHO

1 AnbrepHaTHBHEIM, GoJee YMOOHBIH METON MPOBENEHHS PEAKIIMU — MPUOABICHHE PACTBOPA

¢enmnmaraniitbpomua Kk cyxomy npay B sdupe. OOpaboTka peakIMOHHOW CMECH, Kak
OIMCAHO Jajee B METOIMKE.
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OXJIQXKJaTh KOOy, MPHOABISAIOT 1O KallIsiM pacTBOp 24 MJI KOHII. COJISTHOM KHC-
JOTHL B 24 M Bozbl. PasiiokeHne CUMTArOT 3aKOHYEHHBIM, KorJa o0pa3yroTcs
JIBa TIPO3PAaYHBIX pacTBOpa. DQUPHBIH PacTBOp OTHENSIOT, a BOIHBIH IKCTpa-
rupytoT 3dupom (2x40 mi). O6beanHeHHBIE dGUPHbIE BHITSHKKA 00OpabarbiBa-
10T B aenutenbHON BopoHke 10%-M pactBopom NaOH. Illemounyro BBITSIKKY
HMOJKHUCIAIT pa30aBIeHHON COJITHOW KHCIOTOH, BBIAEIMBIIYIOCS OCH30HHYIO
KHCJIOTY OT(QHIBTPOBBIBAIOT, TPOMBIBAIOT HEOOJBIINM KOJUYECTBOM XOJOMHOM
BOIBI M BBICYIIMBAIOT. [IpOJYKT MepeKpHCTaUIM30BbIBAIOT M3 TOpSYeil BOABI.
Beixon 9.1 r (50% ot Teopernyeckoro), T. wi. 122 °C (Bo3rousiercs).

AMP 'H & (m.g., CDCly): 7.46 (2H, T, J ~ 8 Ty); 7.60 (1H, T, J ~ 8 T'y); 8.11 (2H, g, J ~ 8 y);
12.74 (1H, ywwup. ©).

AMP 3C 6 (m.g., CDCl,): 128.5; 129.3; 130.2; 133.8; 172.7.
Crektp npuBenecH B npunoxkerun B5 (B5.1.7).

b6.16. TlenranoBasi Kucj0Ta (H-BaJIEPHAHOBASI KHCJI0TA)

-M. c. 326
Br Mg MgBr &m \/\/COOH
NN m

Marnwnin 6r CuHTe3 npoBoaAT
H-ByTn6pommna 34r B BbITA)KHOM WKady
d¢dup abe. 100 mn
ddup ans aKCTpakummn 80 mn
H,SO, KoHu, 7 mn
HCl KoHu,. 24 mn

B kpyrnononno#t konbde emxoctpo 500 My, cHaOkeHHOW MeXaHHYEeCKOH Me-
IITAJIKOH, KamleJIbHOH BOPOHKOW M OOpaTHBIM XOJIOJMIBHUKOM C XJIOPKAJIBIIUEBOIH
TpyOKOH, TomydatoT peakTuB ['puHbsApa u3 6 r Maraug u 34 r #-OyTundpomuaa
B 100 M abc. adupa. 3aTem konly OXJTAKIAIOT CMECHIO IThJ]a U COJH, Karelb-
HYIO BOPOHKY CHHMAIOT W 3aMEHSIOT MPOOKOH, BHEIIHEE OXJIaKACHHE YOUPAIOT.
[leprognuecku OTKpBIBast M OBICTPO 3aKphIBast MPOOKY, B KOJIOy BHOCST He-
OONBIIMME TTOPUIUSIMH KyCOYKH TBEPAOH YIIeKHCIoTH. JloOaBieHwne TBeproH
YTJIEKHCIIOTHI MPEeKpPaIIaroT, KOTAa peakInoOHHAs CMEeCh 3arycTeeT W Koida Io-
KpOETCsl CHapy)Xd HHeeM. 3aTeM IOCTEICHHO MpHOaBISIOT (MPH OXJIaKACHUH
JBJIOM M CHJIBHOM TepeMelnuBanuu) pactsop 7 mi koHu. H,SO, B 40 Mu Bogpbl
U TIepeMeInBaloT, IToKa He 00pasyeTcs JBa MPO3PauyHBIX ciios. DPUPHBINA CIIOH
OTIEIISIFOT, BOJHBINA dKCTparupyoT sdgupoM (3%25 min). O0beanHeHHbIe 3)UpHbIC
(pakIyy MOBTOPHO BCTPSIXMBAIOT ¢ pazbaBieHHBIM pacTBopoM NaOH, memounoit
pacTBoOp OTAENAOT U HarpeBatoT ero B crakaHe 10-15 mun mpu 100 °C (mist
yIaJIeHUS] TIpUMeceil JIETYINX OPTaHHYECKHX BEIIeCTB — MPOAYKTOB IMOOOUHBIX
peakumii). 3areM INENOYHOH PacTBOpP OXJIAXKIAOT U MPU OXJIAKICHUHU U Iepe-
MEIINBAHUH CTEKJISHHON MaJOYKOH OCTOPOXXKHO MOJKHCISAIOT KOHII. COJITHOM
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KHUCIIOTON 0 CHJIBHOKHCION peakunu. BepxHuil cioil BaJeprHaHOBOW KHCIOTHI
oTAesAIoT, cymar miaBiensiM Na,SO, u meperonstor. Beixox 15.2 v (60% ot
TeopeTHueckoro), T. kum. 182-187 °C / 760 mm pr. ct.; n& 1.4100.

AMP 'H & (m.a., CDCl3): 0.93 (3H, T, J = 8 Tw); 1.36 (2H, u. m.); 1.64 (2H, u. m.);
2.36 (2H, 1, J = 8 Tu); 11.75 (1H, ywwp. c).

AMP 3C & (m.g., CDCl,): 13.7; 22.2; 26.7; 33.9; 180.7.

b7. AMNEKTPOOMNIbHOE 3AMELLEHUE B APOMATUYECKOM PARY

b7.1. Humpoeanue

Bb7.1.1. 1-Bpom-2-nuTpoden3oa u 1-6pom-4-HuTpoGenzon’
(o-GpoMHUTPOGEH30.1 M n-OPOMHUTPOOEH30.1)

EOC. p. 484
Br Br Br
HNO4/H,SO, NO
—_— +
NO,

Bpomberzon (d%° 1.49) 10 mn CuHTe3 npoBoaAT
A3oTHaa kncnota 70%-1 15 mn B BbITAXKHOM LIKady
H,S0, (d%° 1.86) 15 mn
MeTtunenxnopug 40 mn
JTaHon 90 mn

B Tpexropnyro konby emkoctbio 250 M, cHaOXeHHYK Melnankoii, oOpart-
HBIM XOJIOJWJBHUKOM U KamelbHOW BOpPOHKOW, momemaroT 15 mm 70%-#
HNO; u mpu6asnsror? 15 mn konu. H,SO,, mpu 3ToM TemmepaTrypa cMecH
noguumaercs no 55-60 °C. CMmech oxylaxxgaroT B OaHe C JEASHON BOJOMU
no 25-30 °C. Ilpu atoii Temmneparype npukambiBaroT 10 M 6pomOeH301a
CO CKOpOCThIO 1 MJ/MUH, MOAAEPKHBAS TEMIEPATyPy PEAKIMOHHON cMecH
Hmwke 30 °C. Ilo oxonuanum mpubaBiIeHUS BCero OpoMOEH30/Ia PeaKIHOHHYIO
cMmech nepememuBaroT 10-15 mMuH, oxnaxaaroT, nobaristorT 40 MIT METHIICHXJIO-
puaa, IepeMeIIuBalOT HECKOJIBKO MUHYT, IPOUCXOAHUT PACCIOCHUE PEAKITHOHHON
cmecu. CMech MEepeHOCST B ACIUTENbHYI0 BOPOHKY. HIDKHUN KMCIOTHBIN cioif
OCCIIBETCH, BEPXHUI OPTaHUYCCKHUN CJIOW OKPAIICH B XKENTHIH HBET. OTACISIOT
HYDKHUW CJIOW, BepXHUH mpombiBatoT 20 MJI BOJBI, HACHIIICHHBIM PacTBOPOM

1
2

Bpems cuHTe3a 2 yaca.
He naoGopor!
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NaHCO; (3%25 mun) u 25 mn naceimennoro pactsopa NaCl. (Boowwiti croii
MPH MPOMBIBAHUH MMEET MEHBINYIO IJIOTHOCTh W HAXOAMTCS ceepxy, a oped-
Huweckutl crot — enusy). Opranudeckyio (asy cymar 0e3BOIHBIM CYIb(haToM
HaTpusi, QUIABTPYIOT, OTTOHSIOT Ha POTOPHOM HCIAPUTEIEC METHICHXJIOPHUI.
K ocrarky mpubasnsror 80 mur 3TaHONa, MPU STOM MacIO000pa3HOE BEMIECTBO
HauMHAET KPHUCTAIN30BaThcsi. CMECh HArpeBarT 0 IOJHOTO PaCTBOPECHHS
ocaaka (1-2 MuH), OXJaxgalOT B OaHe C JIEAAHON BOJOW, MPH 3TOM BHINA-
JAal0T KPacHBBIE HUTOJIBYATHIE KPUCTAILIBI 1-0poM-4-HUTpOOeH30/a. BrimaBiiue
KPUCTAILIBI OTQHIBTPOBBIBAIOT Ha BOPOHKE C MOPUCTHIM THOM B BaKyyMe BO-
noctpyiHoro Hacoca. Ocamok mpombiBatoT 10 M 3TaHONA, OXJIAXKICHHOTO
B JensHoi Oame, u cymar Ha Bo3ayxe. Brixox 10.2 r (53% or Teopernue-
ckoro), T. m1.123-125 °C.

AMP 'H & (m.a., CDCl3): 7.69 (2H, @, J =9 u); 8.11 (2H, g, J =9 Iy ).
AMP 3C & (m.g., CDCl,): 125.0; 129.9; 132.6.

W3 MaTOYHOTO PacTBOPa MOXHO BBIACITHTH MOMOJHUTENBHOE KOJHYECTBO
cmecu 1-6pom-2-uutpobensona u 1-6pom-4-uutpobensona (ot 2.1 g0 3.2 1)
¢ T. wi. 70-110 °C. C nmoMoIIbi0 TOHKOCIOWHOH XpoMaTorpaduu Ha cuiydore
B CH,CI, — rekcan (1 : 6) MokHO HAeHTH(UIUPOBATH 00a U30Mepa.

Bb7.1.2. 3-Hurpoben3oiiHasi KHCJI0TA

Memoo A*
COn. c6. I. c. 295
o5~ ENGL COOH
®
HNO4/H,SO, NaOH H /H,0
- Ho o
2
NO; A NO;

MeTtun6ensoar (d 1.1) 10 mn CuHTe3 NpoBOAAT
HNO; 70%-a 8 mn B BbITA)KHOM WIKady
H,S0O, (d%° 1.84) 28 mn
MetaHon 10 mn
NaOH 4r
HCl KoHu,. 15 mn

a) Ilpucomosnenue numpyrowei cmecu

B xonunueckyro koiaby emkocthio 125 M momemaror 8 mu koni. HNO;, mpu-
6asmsror 8 ma koui. H,SO,, oxmaxmgaror cmech 10 5 °C B 6aHe €O JbIAOM.

! Bpems peaknunm 3 waca.
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6) Humpoganue memunbenzoama (nonyuenue memun-3-Humpobenzoama)

B Tpexropmnyto xonby emkoctbio 250 My, cHaGXeHHYIO Mellankoii, obpart-
HBIM XOJIOAMJIBHUKOM, KameldbHOW BOpoHKOH, momemmaroT 20 mi koHu. H,SO,,
npubasiaoT cpazy 10 mi metninoBoro adupa OSeH30WHOW KHCIOTHI M OBICTPO
oxJaxkaarT monydeHHyr cMmechk mo 0-5 °C B 6ane co mpaom. K oxmaxnen-
HOMY PacTBOPY IPHUKAMbIBAIOT OXJIAKACHHYIO HUTPYIOIIYIO CMECh B TCUCHHUE
5-10 muH, monaepxuBas Temmnepatypy peakuuu ~5 °C. Ilo okoHuUaHWM TNpH-
0aBJICHUS PEaKIMOHHYIO CMECh MmepeMelnnBarT 10 MUH MpH OXNaXIeHUH, Na-
nee youparot 6aHio co Jpa0M U 15-20 MHH mepeMemmBaoT A0 yCTaHOBICHUS
KOMHATHOM TeMIepaTyphl peaklUOHHOU cMecH. Jamee OCTOPOXKHO U MEJIEHHO
IIpH TIepEMEIINBAHNN BBIIMBAIOT MONy4deHHYI0 cMech Ha 100 r m3mensueHHOTOo
TB1a, TOMEIIEHHOTo B cTakaH eMKocThio 600 M. OOpasyrommiicss ocagok OT-
(uIBTPOBHIBAIOT Ha BOpoHKe broxHepa u mpombiBatoT 10 M1 0XJ1aXkJI€HHOTO 110
0 °C meranona. Ocanok cymar Ha Bo3nyxe. Beixon 11 r (75% ot Teoperuue-
ckoro), T. 1. 75-76 °C. Ecnu monydeHHOe COeUHEHHE MMEET 00Jee HU3KYIO
TeMIIepaTypy IUIaBICHHS, €r0 MepeKpUCTauIn30BbIBalOT U3 10 Mi MeTaHoOnA.

6) Tuoponuz memun-3-numpobenzoama

B Tpexropnyio koiaby eMkocThio 50 M, CHaGXKEHHYIO KalelbHON BOPOHKOMN
U OOpaTHBIM XOJOAMIBHHKOM, NoMematT 11 r metui-3-HuTpobeH3oara, Mmpu-
KalblBAalOT PacTBOP 4 I THAPOKCHIA HATpus B 16 MJI BOIBI M KHUIATAT CMECh
B TeueHne 15 muH. [Ipu 3TOM MeTHIIOBBIH 3(QUP MOJHOCTBIO PacTBOPSETCS.
PeakumoHHy0 cMech oxnaxaarot, pasdasistor 20 mu Boasl. Ecnu cMech okpa-
meHa, ee 00pabaThIBalOT aKTUBHUPOBAHHBIM YIJIeM U (QUIBTPYIOT. [lodydeHHBIN
pacTBOp MpH OXJIAXKACHUHM W NepeMellnBaHuK BbUIMBAOT B 250 mu1 pa3baBieH-
Hol constHoU kmceaoTel (15 mur konm. HCI + 235 M H,0), nmepememnimBaror 10
TeX IMop, MoKa TeMmreparypa cMecu He mogaumercs mo 23—-25 °C. Beimapmmii
0Ca/loK OT(HIBTPOBBIBAIOT, MPOMBIBAIOT HEOOJBIINM KOJIHYECTBOM XOJIOIHOM
BOJBI, CymiaT Ha Bo3jayxe. [lonydeHHas 3-HMTPOOEH30ifHas KHCJIOTa MMEET
T. 1. 138-140 °C. Tlpenapar nepekpucTamin3oBeBaoT u3 1%-it HCl u cymar
Ha Bo3ayxe. Beixog 9.7 r (96% ot Teopermueckoro), T. . 141 °C.

Memoo bt
0. BbIN. 3. c. 76; NMOX. c. 227

COOH COOH coo® COOH
@ KNO, @\ Ba( OH)z Ba2®l _HCl
H2804 NO, |, NO,

Bo BpeMst HEUTpOBaHMS OEH30IHOM KUCIIOTHI B KQUeCTBE IIABHOTO IIPOJYKTa peakiuu odpa-
3yercs M-HUTpoOeH3o0iHas kuciora. OIHOBpeMEeHHO 00pasyeTcs HEKOTOPOE KOJIHYECTBO
0- M n-HUTPOOCH30MHON KHUCIIOT, ylajJeHHEe KOTOPBIX HpENCTaBiseT cO00H TOBOIBHO
KpOIOTJIMBYIO omepanuto. YUCTHIM NPOLYKT MOXHO IOJyYUTh HUTPOBAHHEM METUIIOBO-
ro s¢upa OeH30HHOH KHCIOTHL. B 3TOM citydae oOpa3yeTcst YHCTHIH METHJIOBBIH 3Up
M-HUTPOOEH30IHOH KHCIIOTHI, M3 KOTOPOTO THIPOJIN30M MOXKHO IOJYYUTH UYUCTYIO
M-HUTPOOEH30MHYIO KHUCIIOTY.

1
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beH3oHaA Kncnota 5r CuHTe3 NnpoBOAAT
HwuTtpaT Kanna 10r B BbITA)KHOM WKady
H,SO, (d?® 1.84) 12.5 mn

Tmppokcug 6apus 125r

B crakan momemaror 12.5 mix H,SO, (d2° 1.84), marpeBaroT Ha 3IEKTPOILIUT-
ke 1o 70 °C, mpu mepeMeIrrmBaHUU BHOCSIT CMECh 5 T OCH30WHOW KHUCIOTHI
n 10 r HUTpara Kamws, Cieds 3a TeM, YTOOBI TeMIlepaTypa CMecH He IOAHH-
manacek Beime 80 °C. Oty Temmeparypy HOAAEPKHBAIOT IO TeX MOp, MOKa Ha
MTOBEPXHOCTH CMECH He BBIJCINTCS HUTPOOCH30WHAs KHCIOTa B BHAE Macia,
KOTOpOE€ TpH OXJAKICHWH 3aTBepiaeBaeT. KHCIoTy oTmensdror, moka oHa Haxo-
IUTCS B BUAE Macia. JTO Macyio MPOMBIBAIOT HECKOJIBKO pa3 BOJOW, Iepe-
HOCST B KOOy U TEPEerOHKH C MapoM M OTTOHSIOT C BOASHBIM ITApOM He-
MIPOpearnpoBaBIIyl0 OEH30HHYI0 KHCIOTy. Korma HauMHaeT OTTOHATHCS YHCTast
BOZA, MEPETOHKY MPEKPaIlaoT W K TOpsSUeMy OCTAaTKy B IEPErOHHOW Koibe
MpHUOABIAIOT MOYTH KUIAIMUI pacTBop 12.5 r ruapoxcnaa 6apust 1O HMOSBICHUS
cnabomenounoii peaknuu. [Ipubasmsror 300 M Bompl, cMech HArpeBalT [0
KHIICHHUA J0 TIOJIHOTO PAacTBOPEHHS 0CAlKa, TOPIYHiA pacTBOp (QMIbTPyroT depes
BOPOHKY JUIS TOps9ero GuiasTpoBaHus, 110 OXIaXkIeHNH BBIIEISIOTCS NTOTBYaThIe
KpPUCTAJUTBI OapHeBOi COMM HUTPOOSH30HHON KHCIOTHL. MX OT(OHIBTPOBBIBAIOT
u xkumsataT ¢ 10-i1% HCI (kucnoTy mo0aBIsSIOT 0 KHCIIOW peakmuy pacTBOpa).
BrienuBiryrocs mocie oxnaxAeHnsT 3-HUTPOOCH30MHYIO KHCIIOTY OTACIAIOT Ha
BOpPOHKE C TIOPHCTBHIM JHOM, IPOMBIBAIOT BOAOH W NEPEKPUCTAIUIN30BBIBAIOT M3
Boasl. [Tomyuaror 3.75 r (55% ot Teoperunueckoro), T. wi. 141 °C.

AMP 'H 6 (m.a., AMCO-d,): 7.82 (1H, 1, J = ~ 8 Tu); 8.36 (1H, a, J = ~ 8 Tu);
8.46 (1H, @, J = ~ 8 y); 8.62 (1H, m); 13.54 (1H, ywwup. c).
AMP 3C & (m.4., OMCO-dg): 123.6; 127.2; 130.4; 132.4; 135.3; 147.8; 165.5.

B7.1.3. 4-MeToKcHu-2-HATPOAHMIMA®

COIn. c6. 3. c. 358

NH } NHJ?\ L
C?/-— NHJl\

NH,
HNO
3 N02 KOH N02
—_— >
CH3COOH H,0
e e TAN
b b
n-AHN3NAWH 123 r CuHTes npoBOAAT
HNO; (d?° 1.40) 10 mn B BbITAXXHOM WKady
CH;COOH nepaHas 30 mn
YKCYCHbIN aHruagpug 10.3 mn

! Bpems peaknunm 4 waca.
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a)  4-Memokcu-2-Humpoayemanuiuo
B tpexropnoii konbe emkocThio 200 My, CHaOXEHHOW MeEMIANIKOH, 0OpaTHBIM
XOJIOMWIEHUKOM M TePMOMETpOM, cMmemuBaroT 12.3 r n-anusuamna, 30 mi Je-
IstHO#M yKeycHOM kuciaoThl u 20 mut Boabl. ITycKarOT B X0 MEIIANIKY M, KOTIa
n-aHM3WAWH PacTBOPUTCH, MIPHOABIAIOT K copepxkuMomy Konobr 35 T nbaa. Korma
temreparypa noansutes 10 0-5 °C, x cMmecu nmpuOaBisAOT B OJUH TPHEM IIPH
opicTpom mepememuBanuu 10.3 mMi ykcycHoro aHruapuia. Yepes HECKOIBKO
CEKYH]I COIEPIKUMOE KOJOBI MPEeBpAIIaeTCs B KPUCTALTUICCKYIO MaccCy, U TeM-
neparypa nosbimaercs 10 20-25 °C. KonOy HarpeBaioT Ha BOAsSHON OaHe 110
TE€X TOp, MOKa KPHCTAIMYECKas Macca HE PACTBOPUTCA W 3aTeM MpH Tepe-
MEIMBAaHUU OXJIaXAaroT pactBop 1Mo 45 °C. [Ipu 370l Temmeparype HaYMHAIOT
BBIICNIATHCS KpUCTa/Uibl. Koy moMemmaT B OaHIO CO JIbJAOM M B OIHMH MPUEM
nobapisoT k conepxumomy 10 M HNO; (d° 1.4) (55%-ii u36biTok). Temmepa-
Typa cMmecu moBsiraeTcst 10 70 °C, U BCKOpe HAYMHACT BBINAAaTh 0CaIO0K (eCiu
MTOBBIIICHUST TEMITEPATyPhl He HAOMIOMACTCs, CMECh HArPEBAIOT HA BOJSHON OaHe
a0 70 °C). Perymupyst oxJaxJeHHE, TEMIIEpaTypy MOIJACPKUBAIOT B TEUCHUE
10 mun npu 60-65 °C, a 3atrem B Teuenue 10 muH moBomsat mo 25 °C (ecnu
MO3BOJIUTH CMECH OXJIAXKAAThCS CaMOIPOU3BOJILHO, TPOAYKT PEAKI[MA TEMHEET).
PacTBOp MOMEIAIOT HA HOYb B XOJOAMJIBHUK. BBIMABIINE KENTHIE KPUCTAIIIBI
OT(GHUIBETPOBBIBAIOT, MPOMBIBAOT 30 MJI JICATHON BOJABI U TIIATEIBHO OTKHMAIOT.
ITpoxyKT BBICYIIMBAIOT HA BO3AyXE HJIU B BaKyyM-IKCHKATOPE HaJ XJIOPUIOM
kajpius. Beixoq 16 r (75% ot teopernyeckoro), 1. mi. 116-116.5 °C.
[Ipenapar MOXXKHO TIEPEKPUCTATIIN30BATh U3 Pa30aBICHHOTO BOTHOTO CITHPTA:
2 mu stuioBoro cimpta U 4 Ma Boxel Ha 1 T BemecTBa. [locne mepekpucran-
mu3amuu T. 1. 116.5-117 °C.

6) o-Humpoayemanunuo

B crakan emkocteio 200 mi momemarotT cMech 16 T 2-HUTpo-4-MeTOKCHALIETaHH-
nuga u 25 Mt XononHo# menoun (8.8 r eakoro kanu pacTBopsitoT B 6.3 M1 BOAB,
OXJIXIAIOT U 10BoAAT 00beM 10 25 mir). ColepKiuMoe cTakaHa MepeMEeIBaIOT
¥ HAarpeBaloT B TeueHHe 15 MuHYT Ha BOASIHOW OaHe, MOCIE YETO OXJIAKIAIOT
1o 0-5 °C. Ocanok oTGHUILTPOBBIBAIOT, IIPOMBIBAIOT JIENHOI BonoH (3%15 mu)
1 OT)KMMAIOT, KaKk MOXKHO Jrydmre. [IpogykT cymar B BakyyM-dKcukaTope. Bol-
xon 12 r (95% or teoperuueckoro), T. mi. 122-123 °C.

MK (v, cm™"): 3520; 3510; 1570; 1480; 1210; 1020; 1090; 780.

AMP 'H 6 (m.a., AMCO-dq): 3.75 (3H, ¢); 7.03 (3H, 7, J = ~ 8 Tu); 7.15 (1H, @, J = ~ 8 Tu);
7.29 (2H, ywwup. ¢); 7.38 (1H, g, J = ~ 8 Tu).

AMP 3C & (m.a., AIMCO-dy): 55.4; 104.9; 120.7; 127.0; 129.1; 141.9; 149.2.

b7.1.4. N-(4-Hurpodenmi)aneramun

(n-HUTpOALETAHMINT)
{O. sbin. Ill. c.74

NO2
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AueTtaHunnpg, 56T CuHTe3 npoBOAAT
HNO; (d%° 1.4) 4.7 mn B BbITAXXHOM WKady
H,S0O, (d%° 1.84) 30 mn

B xpyrnononnoi#t mimHHOTOpnOH KoyGe B 30 mu koHm. H,SO, pacTBOpsioT
5.6 r aneranunuaa (ecinu pacTBOPEHUE UACT OYCHb MEAJICHHO, MOXKHO HArpeTh
cmech 10 40-50 °C). Ilomyuyennsii pacTBop oxnaxnator 1o 0-2 °C B Gane co
TBIOM U COJBI0. TepMOMETp OMYyCKArOT B KOJIOY MPAaKTHYECKH IO JHA. 3aTeM
npubasisror 4.7 ma koHI. HNO; ¢ Takoif CKOpOCTBIO, YTOOBI TeMIieparypa cMe-
cu He momHuManack Beime 5—6 °C. [lo okoHYaHHN TPUOABICHUS OXJIAXKICHIC
yOupalT W IPOAOIDKAIOT MEpeMelInBaHue B TeUeHHE 1 daca MpH KOMHATHON
TeMIeparype. 3aTeM pPeakUOHHYI0 CMeChb TOHKOW CTpyed IIPH XOpOLIEM Iepe-
MEIIMBAaHUU BBUIMBAIOT B BOAY C MEJKO M3MEIBYCHHBIM JIbIOM (100 mseou!).
KonmuaectBo npna u Bogsr B 10 pa3 Oompmie o0beMa pEeakmMOHHOW CMECH.
BrimaBmuii CBETIO-KENTHIH OCAIOK N-HUTPOAICTAHWINAA OT(HUIBTPOBEIBAIOT
Ha BOpoHKe broxHepa, MpOMBIBAIOT HEOOIBIIMMH MOPIHUSIMH XOJIOTHOW BOJEI,
omxuMaroT. IlepeHocsT BemecTBo B crakaH ¢ 30 M BOZABI, MPUOABISIIOT COIY
0 MICNIOYHOW PEaKIU{ W HATPeBalOT O KHUIICHHUS IS TUAPOIN3a IMPUMECH
o-HuTpoanetanmmmaa. OxmnaxnamoT pactBop no 50 °C, oThUIBTPOBHIBAIOT
¥ THOIATETbHO IPOMBIBAIOT A-HUTpOAICTaHWIH Bomod Ha Qumbrpe. [Ipomykr
MEePEKPUCTAILTA30BEIBAIOT U3 MUHUMAIBHOTO KOJMYECTBA CIHPTA CICAYIOIIAM
00pa3oM: B TOpSIYMN CIUPTOBON paCTBOpP MPHUOABIAIOT TOPSUIYI0 BOAY IO IIO-
SIBIICHVSI HEUCUE3AIOMeH MyTH W OXJIQKJAIOT MIPH MEPEMEIINBAHUH TTOTyICHHYIO
CyCIIeH3U0. BhImaBmme KpuCTaibl OT(GUIBTPOBEIBAIOT HA BOPOHKE C IMOPH-
CTBIM AHOM. Bpixox n-uurpoaneranmnuaa 3.8 r (51% oT TeopeTHUECKOTo),
1. . 207 °C.

AMP H & (m.a., AMCO-dg): 2.04 (3H, ¢); 7.66 (2H, A, J = 9 Tu); 8.04 (2H, A, J = 9 Tu);
10.50 (1H, ).

AMP 13C & (M.4., AMCO-dy): 24.6; 119.3; 125.3; 142.7; 145.7; 170.6.

B7.1.5. N-(2-Hurpodenun)aneramun
(o-HHTpOAE TAHUIN)

o 0 NAB. c. 151
NHJJ\ NHJl\
HNO, NO,

—_—

(CH,C0),0
AueTtaHunug 5r CuHTe3 NpoBoOAAT
HNO; (d2° 1.4) 6 MmN B BbITAXKHOM wWKady
YKCYCHbIN aHruapug, 25 mn

B Tpexropiyio konby emkocthio 150 Mi, cHaOKEHHYIO MEXaHHYECKOW Me-
IIAJIKOW, TEPMOMETPOM M KalelbHOW BOPOHKOM, MOMENIAIOT S T alleTaHWInIa
u 25 mi ykcycHoro anruapuaa (noo mseou!). Cmech oxmaxkgaior g0 5 °C
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(TepMoMeTp B PEakIMOHHOW CMECH) W, CTPOrO MOAJACPKUBAs 3Ty TemIepa-
Typy (IpH mepeoXJaKICHHH PeakKlusl CHadanda He WJCT, a 3aTeM CTaHOBUTCS
HEYTpaBIseMOil), BHOCAT MO KAaIUIAIM B TeueHHE 2 4acoB 6 MII OXJaJACHHOI
1o 5 °C asorHoii kuciotel (d2° 1.4 r/mn). 3aTeM BBIICPKUBAIOT PEAKIIMOHHYIO
CMech MpHU JTOH TemmepaType B TedeHHe 1 daca M BBUIMBAIOT €€ B BOLY CO
aeaom (50 r mpma + 50 mu1 Boxel). BeimaBiumii 0cagok OT(UIBTPOBLIBAIOT Ha
BOpOHKe BroxHepa M MpOMBIBAIOT JieAsHOW BoAoM. Brixox 6 r (95% ot Teope-
THYECKOTO), T. 1. 91-94 °CL,

B7.1.6. N-(4-Bpom-2-HuTpodeHnI)aneraMmu

(4-6poM-2-HMTpOANIETAHMIIMI)?
MMXPwulT. Bbin. 22. c. 45-46

o o
NHM\ NHJl\
N

HNO4/H,SO, 0,
_— >
r r
4-bpomaueTtaHnnng 14r CuHTe3 npoBOAAT
H,S0, (d%° 1.84) 32.2 mn B BbITAXXHOM WKady
HNO; (d?° 1.35) 6.7 Mmn

B tpexropayio konby emkocthio 100 mur, cHabGXeHHYIO MEIIAIKOW, Ka-
MEeNbHOW BOPOHKON WM TepMoMmeTpoM, momemiatoT 14 r 4-OpomaneraHuiauia
u 28 min xoun. H,SO,. PactBop oxnaxnmamt no 0 °C u mo kamisM B Tede-
HUE Yaca MPUOaBISIIOT MPEABAPUTEIHHO MPUTOTOBICHHYIO HUTPYIONIYIO CMECH,
cocrosmyo u3 6.7 mn azornoil kucnorsr (d7° 1.35) u 4.2 mn xonu. H,SO,.
TeMrepaTrypa peakIMOHHONH CMeCH NMPH 3TOM He JOJDKHA mpeBbimats +5 °C.
[MocTtemeHHo pacTBOp TyCcTEET M MPUOOPETAET KEITO-KOPUIHEBYIO OKpPACKY.
[To oxoHwaHuu npuOaBICHHUS HUTPYIONEH CMECH PEaKIHMOHHYIO MacCy BBI-
nepxkuBarotr 30 mun npu 0 °C, a 3arem BrutuBatoT Ha 100 r npma. BrimaBmumit
JKENTBIA 0CANOK OTQIILTPOBBIBAIOT, TpoMbIBatoT 200 M JIeAsTHOH BOJBI, CyIIaT
CHayalla Ha BO3AyXe, a 3areM B cymnibHoM Imkady mpu 50 °C. Beixox 16 T
(94% ot Teopetuueckoro), T. mwi. 98-100 °C.

ITociie mepekpUcTaIU3ail Ipoaykra u3 BogHoro crnupra (1:1) momydaror
CBETJIO-XKENITHI HrompuaThiii mopomok ¢ T. mi. 103-104 °C. Brixon 43% ot
TEOPETUYECKOTO B pacyeTe Ha MCXOMHBIN 4-OpoMareTaHuiIn.

AMP 'H & (m.a., CDCl3): 2.23 (3H, ¢); 7.65 (1H, aa, J = 9 Tu n 2.3 Tu);
8.27 (1H, @, J = 2.3 Tu); 8.64 (1H, @, J = 9 y); 10.17 (1H, ywwmp. c).
AMP 3C 6 (m.g., CDCl,): 25.6; 115.2; 123.6; 128.2; 134.0; 136.5; 138.7; 169.0.

1
2

IIpr HEOOXOMMMOCTH NMPOXYKT MOXKHO INEPEeKPHCTAJUIM30BAaTh U3 BOJBL.
Bpewms peaxmun 2.5 gaca.
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B7.1.7. 2-AMuHO-5-HUTpPOGEH30iiHASI KMCJIOTA
(5-HuTpOoanTpaHMIOBasA KHCI0TA)!
MMXPwll. Bbin. 1. c. 58

(6] (0]
NHM\ NHM\ NHz

NH,

Oj/o\f o

COOH
COOH COOH No, COOH Hgl
_— e
CeHe A A
NO,
NO,

AHTpaHunoBasn Kucsora 17 r CvHTe3 npoBOAAT
beHson 125 mn B BbITAXKHOM WWIKady
YKCYCHbIN aHruapug, 12.5 mn
HNO; (d?° 1.52) 20 mn

a) Ayemaumpanunosas xucioma

B konbe ¢ obparHeiM xonmomamiabHUKOM B 125 mu Gensona mpu 50-60 °C pac-
tBOpsitoT 17 r (0.125 MoJb) aHTPaHWUIOBON KHCIOTHI, U B PAacTBOp MPH ITOM
TeMIieparype depe3 oOpaTHBIH XOJIOMWIBHUK A0OABISAIOT HEOONBIINMHU TTOPLHUS-
MU 12.5 M1 yKCYCHOTO aHTHIPHIA, ITOCNIE Yero uepe3 5 MUHYT HaOmromaercs
BBINTAJIEHHE 0Ca/iKa. PeakIMOHHYI0 MacCy KHIATAT ¢ OOpaTHBIM XOJOAHMIIBHH-
koM 2 yaca. [lo oxmaxkaeHuu OTQWIBTPOBBHIBAIOT HAa BOpOHKe broxHepa BHI-
MaBIIUH PO30BAThI KpHCTAUITHYECKUH ocanok; cymar mpu 60 °C. Beixox 16 r
(72% ot teopernueckoro), 1. mia. 185-187 °C.

0) 5-Humpoayemaumpanuiosas Kucioma

B mnockononnyro kon0y emkocTthio 100 mil, CHaOKEHHYIO MarHUTHOW MEIIATKOH
U BO3AYIIHBIM X0I0auIbHUKOM, omemaoT 20 mi koui.? HNO;. Konby oxiax-
narot 1o 0 °C, 3areM npuOaBISIIOT TP MIEPEMEIINBAHANA HEOOIBITUMH TOPIHIMHU
10 r aneTaHTpaHWIOBOW KHUCIOTHL. TemiiepaTypa mpu 3TOM HE IOJDKHA MPEBbI-
math 4 °C. PeakunoHHyto cMech mepememuBaoT mnpu 5-7 °C 2 gaca u 3atem
BeimuBatoT Ha 100 r mpaa. BelmagaeT xkenThlid 0CaoK, ero OTQWIBTPOBHIBAIOT,
npoMbiBaroT 150 M Boael U cymar Ha Bosmyxe. Ilomywaror 7.3 r (56% ot
TEOPETHYECKOTO) CBETIO-KEITOTO MOPOIIKA, KOTOPhIH cpa3y THAPOIHU3YIOT.

8)  5-Humpoanmpanunogas xucioma

4 T 5-HUTpOAICTAHTPAHWIOBOW KHUCIOTHI KHILITIAT 1 gac B koibe ¢ oOpaTHBIM
xonommibHUKOM ¢ 35 M1 20%-ro pacTBOpa COJITHOM KMCIJIOTHI. 3aTeM peakiu-
oHHyI0 cMech BeutnBaoT B 100 mur ropsiuedd Boawl. BhimaBmmii mociie oxJiax-
JICHHS KEITHIH 0CaIOK OT(IIBTPOBBIBAIOT, MEPEKPUCTALTH30BbIBAIOT 13 50%-r0
sraHona u cymar npu 70 °C. Beixox 5-HUTpoaHTpaHMIOBOH KHCIOTH 1.5 T
(46% ot teopetuueckoro), T. mwi. 270 °C.

Bpewms peakmum 5 gacos.

2 C a30THOI KHCNOTON 6oJee HU3KOW KOHIIEHTPAIMH PEAKIUS HE HJET.
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VK (v, cm™"): 3000; 1700; 1490; 1460; 1230; 825; 880.

AMP 'H & (m.a., AMCO-dy): 6.88 (1H, g, J = 9.5 Tu); 7.91 (2H, ywup. ¢); 8.08 (1H, m);
8.61 (1H, A, J = 3 Tu); 13.3 (1H, yw. ¢).

AMP '3C & (m.a., AMCO-dy): 108.4; 116.4; 128.6; 128.7; 135.0; 156.1; 168.1.

B7.1.8. 9-Hurpoautpauen’
COf. c6. 4. c. 368

NO, NO,
HNO;  Hcl NaOH
—_— _—
CH3COOH H0 @@@
|
AHTpaueH 5r CuHTe3 npoBoAAT
YKCycHasa Kucnota nepgsaHas 44.5 mn B BbITAXKHOM WIKady
HNO; (d2° 1.42) 2 mMn
HCl KoHU. 12.5 mn

B tpexropnoii xonbe emrocteio 200 mul, cHAOKEHHOW MEIIANKOH, KamneJIbHON
BOPOHKO# U TEPMOMETPOM, TOTOBAT CYCIEH3HIO 5 T' TIIATENFHO M3MENBYCHHOTO
antparena B 20 MJ JIeASHOM YKCYCHOW KHCIOTBI. 3aTeM KOOy MOrpyKaroT
B BOJsHYI0 OaHIo, Harperyio o 25 °C, M depe3 KalelbHYI0 BOPOHKY MpH
CHJIbHOM TepeMEIINBaHNN MeieHHo npuinuBatoT 2 mia koHl. HNO;. Ckopoctb
MPUIMBAHUS PETYIHPYIOT TaK, 4TOOBI TeMmIeparypa peakIHOHHOW cMecu He
nonauManack Beime 30 °C. Ora onepanus 3anumaer 15-20 munyt. [ocie
toro kak Bcst HNO; npubasiieHa, cMech MepeMeInBaioT J0 TeX Mop, MOoKa pac-
TBOp He cTaHeT npo3paynbiM (~0.5 gaca), a 3aTeM MPOJOIKAIOT MepeMeIIBaHUE
emre ~0.5 gaca. TTocne 3TOro pactBop GUIBTPYIOT, YTOOBI YAAIUTh HEMPOpPEaru-
POBABILUIA aHTpalleH, ¥ K QUIBTPATy MEJICHHO MPU CUIBHOM MEPEeMEIIMBAHUN
npubasnsoT cmech 12.5 mu konn. HCl u 12.5 Mt nensiHO# yKCYyCHOM KHCIOTHI.
B pesynbrare BhImamaeT O1eIHO-XKENTHIH 0canok 9-HUTpo-10-xmmop-9,10-murun-
poaHTpaieHa; ero OT(GUIBTPOBBHIBAIOT HA BOPOHKE CO CTEKJISHHBIM (QUIBTPOM
W MPOMBIBAIOT IBYMS MOPIMAMHU MO 6 MI JIeASHONW YKCYCHO# KHCIIOTHI, a 3a-
TeM BOJIOH, MPOJOIKAst 3Ty OMEPALUI0 0 TeX MOp, MOKA PEaKIsl MPOMBIBHBIX
BOJ| HE CTaHEeT HeWTpanbHOU. [locne 3Toro mpemapar M3BJIEKAIOT U3 BOPOHKH,
TIIATENIFHO pacTHparoT B cTynke ¢ 15 mi Terutoro (60-70 °C) 10%-ro pacTBopa
NaOH. Eme temnyio maccy QUIBTPYIOT Ha CTEKISHHOM (WIBTPE, YTOOBI BBI-
JIeTTUTh HEOYHIICHHBIH OKPAIICHHBIH B OPAHXKEBBIN I[BET HUTPOAHTpALCH, U 00-
pabareiBatoT ero 10%-m pactBopom enkoro Hatpa (4x10 mi). 3aTem mpemnapar
TIIATENILHO MPOMBIBAIOT BOJOW O HEHUTPaNbHOW PEakIHH MPOMBIBHBIX BOI.
Hust atoro tpedyercst okoso 200 mu Bomel. Heounmennsiii 9-HuTpoanTpareH
CyIIaT Ha BO3JyXEe M MEPEKPHCTAITU30BBIBAIOT U3 JICASHON YKCYCHOM KHCIIOTHI,
MPHU 3TOM JIydIlle NOCTENCHHO M00aBIATh CYXOH Mpenapar K KUISIeH YKCyCHOM

! Bpems peaknum 2 waca.
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KHCJIOTE ¥ MPOQHUIBTPOBATh MMONYUYCHHBIH PACTBOP HAa BOPOHKE ISl TOPSYETO
¢bunpTpoBanus (IS MEPEKPUCTANITH3AIMYA HA KAXKIBIH TPaMM BBICYIICHHOTO
npenapara cieayetr Opate 10 mMi ykcycHOW KHCioThl). Beixon mpemapata, Ko-
TOPBI MOMYYaeTCs] B BHJC SPKO-OPAHIKEBO-)KENTHIX UTOIBYATHIX KPHCTANJIOB,
4.4 t (70% ot Teopernyeckoro); T. . 145-146 °C.

WK (v, cm7"): 1490; 1410; 1380; 770; 720.

AMP H & (m.a., CDCly): 7.42 (2H, 1, J = 7.5 Tw); 7.53 (2H, 7, J = 7.5 Tu); 7.87 (4H, 7, J ~ 8 Tu);
8.39 (1H, o).

AMP 3C 6 (m.g., CDCl,): 121.2; 122.5; 126.0; 128.2; 128.7; 130.2; 130.5; 144.1.

B7.1.9. 2-Hurpodenoa u 4-autpodenon
f0. Bbin. lll. c. 72

OH OH OH
HNO4 NO,
—_— +
H,O
NO,
®eHon 141 r CuHTe3 NnpoBOAAT
HNO; 19%-a 94 mn B BbITAXKHOM LIKady

a) o-Humpogenon

B xonmueckyio konby momemaror 14.1 r ¢enona, mobammsior 1.5 Mi Boabl
W, clerka Harpesas koily, pactuaBisioT ¢enon. PacimaBnennsiii ¢eHom mocre-
MICHHO TIPH MOCTOSHHOM IepeMeIInBaHn MpuoaBisaioT Kk 94 mu 19%-it a3oTHOI
KHCJIOTHI, HAXOJSAMICHCS B OXJIAXTaeMO# Jeasaoit Bogoit 250 M KpyrimomoHHON
konbe. Temmeparypa peakimmoHHONW cMecH Bce Bpemst nokHa ObrTh Hibke 20 °C.
Ilocne nob6aBienus Bcero heHona Komdy ¢ TEMHOOKPAIIEHHOW CMEChIO OCTaBIIA-
IOT CTOSITh 2 Yaca B XOJIOAHO# OaHe. 3arem (00s3aTenbHO B TOT K€ JICHB) CIIU-
BAalOT KHCJIOTY C BBIACIHBIIETOCS Macia, MPOMBIBAIOT €r0 HECKOJIBKO pa3 BOHOM
M OCTaBISIOT IO CIO€M BOABI. DTy CMECh HEPEHOCAT B KOJOY JUIA NMEePETOHKH
C TapOM U TNEPErOHSIOT ¢ MapoM 0 MPEKPaIIeHUs MePeroHKH o-HUTPOQeHona,
KOTOPBIIl OTTOHSETCA B NMPHEMHHUK B BHJE XXEITOTO OBICTPO KPHCTAIIIHM3YIOIIe-
rocs macnal. T1o OKOHYaHMH TIEPETOHKH KENTHIE KPUCTAILIBI OT(QUIETPOBBIBAIOT
Ha BopoHKe BroxHepa, XOpomio OT)KMMAIOT M BBICYIIMBAIOT Ha BO3AyXe. BwIxon
6.5 r (31% ot TeopeTnueckoro) o-HuTpodeHona, T. mwi 45 °C2,

AMP 'H & (m.a., AMCO-dg, CDCl5): 6.97 (1H, 7, J = 8.5 Ty); 7.14 ( 1H, g, J = 8.5 Tu);
754 (1H, 7, J=8.5Tu); 7.94 (1H, , J = 8.5 Tu); 10.66 (1H, yw. c).
AMP '3C & (m.a., AMCO-dg, CDCl3): 119.4; 119.5; 125.0; 135.5; 135.9; 153.2.

! BemectBo moxer 3aKpUCTAJUIN30BbIBATLECSA B XOJIOAWIBHUKE, [IO3TOMY BOAY M3 XOJIOAWJILHU-

Ka HaJ0 Ha HECKOTOPOC BpEMs CJIIUTh, NEPETOHKY IIPOAOJIKATh, IIPU 3TOM IropsA4UM KOHJCH-
CaTOM KpUCTAJUIbl paCIIaBJISAIOTCA U CMBIBAKOTCS B IPUEMHUK, 3aTEM BOAY K XOJIOAWJIBHUKY
CHOBa IMOAKJIIOYAIOT.

2 Tlocne mepekpHCTAITM3AME U3 Pa3baBIEHHOTO BOJHOTO 3THIOBOTO criupTa (1:1).
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6) n-Humpogenon

n-HutrpodeHon He TeperoHseTcsi ¢ BOASHBIM apOM U OCTAETCS B CMOJIHUCTOM
OCTaTKe B TEpPEroHHOU Koybe. J{ns BBIIENCHUS n-HUTPO(EHOIA ITOT OCTATOK
OTJCIISIIOT OT BOIBI, JOOABJSIOT PACTBOP THAPOKCHIA HATPHUS, TOHKO PAaCTEPTHIM
AKTMBUPOBAHHBIN yrojb, KUMATAT U GUILTPyIoT. Punbrpar ynapusaror® B dap-
(G opoBoii Hamke Ha BOASHOW OaHe JO TEX IOp, MOKa Karulsi pacTBOpa HE OyaeT
3aCTHIBaTh MPH OXJakKACHUU. K ocTarky mocie ynapuBaHus TOOABISIOT PacTBOP
THUAPOKCUIA HATPUS U OXJIaxaaroT. OO0pa3oBaBIIMiACS 7-HUTPODEHOIIAT HATPUS
OT(UIBTPOBBIBAIOT HA BOPOHKE C MOPUCTBHIM JHOM, MPOMBIBAIOT HEOOJBIIMM
konmaectBoM 10%-ro pacTBOpa THAPOKCHAA HATPUS M XOPOIIO OTKUMAFOT.
Ionyuennyto coip pasnaraiotr 10%-it HCl npu HarpeBanuu. BoimenuBuiuiics
Macioo0pa3Hblid 7-HUTPOPEHON 3acTHIBACT MPH OXJaXIeHHH. Ero mepexpu-
CTAJUTM30BEIBAIOT U3 BOJABI C Jo0aBieHHEeM 1 MII CONITHON KHCIOTHL. [lomydaroT
2.2 t (10% ot Teoperuueckoro), 1. mi 114 °C.

AMP 'H & (m.g., IMCO-dg, CDCl,): 6.91 ( 2H, &, J = 9.2 Tu); 8.08 (2H, #, J = 9.2 Ty);
10.75 (1H, yw. c.).

AMP '3C & (m.a., AMCO-d,, CDCl3): 115.6; 125.8; 139.8; 163.9.

b7.1.10. HurtpobensoJ
t0. Boin. lll. c. 70

NO,
HNO;
—_—
H,SO,
ben3on 13r CuHTes npoBOAAT
HNO; (d? 1.4) 17 mn B BbITSOKHOM WKady
H,S0, (d%° 1.84) 21 mn

B xpyrnogonnyio kondy eMkoctbio 100 M ¢ 3¢ (deKTHBHBIM OOpaTHBIM XOJIO-
TubHUKOM moMernaroT 21 mi xoun. H,SO, 1 mocTeneHHo Npu BCTPSIXUBAHUU
U OXJIAXACHUH JeasHor Bomou mpubOaBnsiorT 17 mum koHu. HNO;. K oxmaxk-
JNEHHON 10 KOMHATHOM TEMIIepaTyphl CMECH IOCTEIICHHO MPHU BCTPSIXHUBAHUU
MpuOaBISIIOT HeOONbIIMMH TOpIHAMH 13 T OeH30J1a, MOIJEepKUBAsS TeMIIE-
parypy peakumonHoil cmecu He Boime 30-40 °C, qis vero koysOy BpeMs OT
BpPEMEHM TOTpYyXXarT B OaHIO C JensHou Bojmoi. Ilociae mpubaBnenus OeH-
30JIa KOJIOY MOTPYy’KarT B BOASHYI OaHIO, MOJJEpKuBas B OaHe TeMrepary-
py 60 °C, BpeMst OT BpeMEHHU BCTpSXUBas comepkumoe Koibvl. Yepes 1 gac
CMECh OXJAXKIAIOT, IEPEIUBAIOT B ICTUTECIBHYIO BOPOHKY U JAIOT OTCTOSTHCS.
OTHensioT BEpXHUH CIOW, TPHU pa3a MPOMBIBAIOT BOJOU, pa30aBICHHBIM pac-
TBOPOM IIENI0YH, CHOBA BOJIOW 10 HEUTPATbHOM pPEAKIMU MPOMBIBHBIX BOJI.
Hutpo6en3os cymar mpoKaJeHHBIM XJIOPHIOM KalbIst (B KOHHYIECKO# Koibe
o6bemMoM 50 M1, CHaGKEHHOM XOJIOAMILHHKOM), CIIErKa HarpeBas Ha BOISHOM

L Moo maeoi.
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0aHe, MOKa >KUAKOCTh HE CTAHET COBEPLICHHO MpPO3payHOil. BricymieHHBIH
HUTPOOEH30J OT(QUIBTPOBBIBAIOT OT OCYLIMTENS U NMEPETOHAIOT B BaKyyMe
(ne docyxa!). Beixox 20 r (98% ot Teopernueckoro), T. kum. 211 °C / 760 mm
pr. ct.; n& 1.1562.

AMP 'H & (m.4., CDCl3): 7.55 (2H, pa, J = 7.5 n 8.5 Tu); 7.71 (1H, 1, J = 7.5 Tu);
8.22 (2H, o, J = 8.5 ).
AMP 3C & (m.o., CDCl,): 123.4; 129.3; 134.6.

b7.1.11. 1,3-luanTpobeH30.

(m-muHETpOOEH30.T)
t0. Boin. lll. c. 75

NO NO
2 NaNO, 2
H,SO,
NO,
HuTtpob6eH3on 10r CuHTe3 npoBOAAT
NaNO; 125 B BbITA)KHOM LIKady

H,SO, KoHu, 25 mn

B xpyrnomonHo# konbe emkxocthio 100 mm B 25 mn xonu. H,SO, pacTBo-
pstor 10 r HUTpOOEH30M1a, MOTPYKAIT TEPMOMETP B KHUAKOCTh M HarpeBaroT
1o 80-90 °C. 3arem MasieHbKMMH TOPIHAME NpuOaBisiioT 12.5 T pacreproro
B nopomok NaNOj; ¢ Takoif ckopoCThIO, YTOOBI TeMIlepaTypa He MOJHHUMAaJIach
Boime 130 °C. OOpa3yromnuiics TUHHTPOOEH30JI BCILIBIBACT B BHUJIC Macia,
HaOmomaetcst ciaboe BBIIEJICHHE OKCHJIOB a3oTa. HarpeBanwe mponoikaroT
elle HeKOTOpOe BpeMsl, II0Ka BeCh HUTpAaT HATpPHUs HE MepeieT B pacTBOp.
Peakunonnyto cmech oxnaxaator 10 70 °C v BBUIMBAIOT NPU HepeMeIInBaHUH
B crakaH co 120 T M3MeNpYEHHOTO JbJa, TUHUTPOOEH30J BBINIAJAeT B BHUJE
amop¢HOTO Ocanka. BomHbIii pacTBOp AEKaHTHPYIOT, MPUOABISIOT K OCAAKY
50 M1 BOAIBI, HATPEBAIOT 10 KUIEHHS IPH NepeMEelINBaHNN, TOPSIIUH pacTBOp
JNEKAaHTHPYIOT, OXJIAXKIAIOT U (QWIBTPYIOT. DTy OIEpaIio IOBTOPSIOT 0 TEX
Mop, MOKa He JOCTUTHYT HEWTPaJbHOW Peaki[i MPOMBIBHBIX BOJ, KaXIblil pa3
CJIMBasi OXJIAXICHHBIN pacTBop 4epe3 GuiubTp. Kpucramiel Ha QHUIBTPE MPOMBI-
BalOT HECKOJBKO Pa3 XOJOAHOH BOJOW, MPHUCOENNHSIOT K OCHOBHOM Macce Ju-
HUTPOOEH30J1a, OTXKUMAIOT MEX/Y JHCTaMU (MIBTPOBAIBHON OymMaru M cymar
Ha Bo3ayxe. BbIxoj HeouHuIeHHOro auHuTpoben3ona 12.6 v (92% ot Teoperu-
yeckoro). ITocne mepekpucTain3aii U3 HeOOIbIIOrO KOMTUYECTBA KHITSAIICTO
ciupra nony4aror 10.5 r (77% oT TeopeTHUecKoro) YHCTOr0 AMHUTPOOCH30MA,
T. . 90 °C.

AMP 'H & (m.a., CDCl3): 7.84 (1H, 1, J = 8 Tu); 8.57 (2H, aa, J = 6 Ty n 2 Tu);
9.01 (1H, 1, J = 2 Tu).

AMP '3C & (m.a., CDCl,): 118.9; 128.9; 130.8; 148.4.
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B7.1.12. 3-Hurtpoben3ajbaerua

MNOX. c. 226
CHO KNO; CHO
B ——
©/ H2S04
NO,
beHsanbperng 5r CuHTe3 npoBoaAT
HuTtpaT Kanua 55r B BbITA)KHOM LIKady

H,S0, (d?° 1.84) 20 mn

B ToncrocteHHOM crakaHe eMKOCThIO 100 Mu1, CHaOXEHHOM MEXaHHYECKOU
MEIIAJIKOM M KamnelbHOW BOPOHKOH, pacTBopsitoT B 20 mn xonu. H,SO, mpu
20 °C 5.5 r mutpata kamusg. CTakaH MOMENIAIOT B 0aHIO CO CMECHIO JIbJa
u conu u npu temneparype 0 °C ¥ CHIBPHOM NepeMelIMBaHUK M3 KalelbHOW
BOPOHKHM MEJJICHHO NPWIMBAIOT 5 I CBeXeneperHaHHoro OeH3albAeTuaa, mo-
nepxwuBas Temnepatypy B unrepBaie 0-5 °C. [locie okoH4aHUs TpUOaBIEHUS
OeH3aIbIETUIa PEAKIMOHHYI0 CMeCh mepememmuBaoT eme 1.5 vacal, a 3arem
TYCTYI0O OpaH)XEBOTO IIBETAa MacCy BBUIMBAIOT B cTakaH eMKocThio 200 mi
¢ 10 r u3MenpueHHOrO JbJa. BriaenuBminiics ocaloKk OTHENSAIOT Ha BOPOHKE
BroxHepa, IpoMBIBalOT HECKOJIBKO pa3 BOAOH, TIIATEIHHO OT)KUMAIOT M CyIIAT
B BakyyMm-3kcukaTope. Beixon 5.9 r (83% ot teopernueckoro), T. mi. 58-60 °C.
[Ipu HeoOxoauMocTH 3-HUTPOOEH3AIBAETHI MOXKHO HEPEeKPHCTANIN30BATh M3
OeH30J1a WIN MeTposielHHOro 3dupa.

AMP 'H & (m.a., CDCl3): 7.74 (1H, 7, J ~ 8 Tu); 8.19 (1H, &, J ~ 8 Tu); 8.41 (1H, g, J ~ 8 Tu);
8.62 (1H, ¢); 10.07 (1H, ¢).

AMP 3C 6 (m.g., CDCl;): 124.0; 128.4; 130.3; 134.7; 137.2; 148.5; 189.8.

b7.2. bpomupoearue

b7.2.1. BpomoeHn3ona
0. Bbin. Il c. 241; M. c. 59

Br

Br2
R ——
Fe

beH3son 195 r CunHTe3 npoBOAAT
bpom 11 mn B BbITAXKHOM WWIKady
Fe (onunkn) 05r

1 Konen peaxkuun ompenenswor ¢ nomomsio TCX, nerponeiinsiii a¢up/aneton (4 : 1).
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B kpyriononHyto AByXTopiyio Koyn0y eMkocTbio 150 M1, cHaOKeHHYIO Kamelb-
HOM BOPOHKOHW M XOJIONMIBHUKOM, COEJUHEHHBIM C W30THYTOH CTEKJISHHOM
TpYyOKO#, KOHEIl KOTOPO# OIyCKaloT B CTakaH C BOJAOW TakK, 4TOOBl OHa He Ka-
canack xuakoctu’, BHOCAT 0.5 I KPYNHBIX JKeNE3HBIX OnuiIokK, 19.5 r Gensona
W TIPUKAIBIBAIOT W3 KalleJdbHOH BOopoHKH 11 mur Gpoma, mepemeninBasi peakiu-
OHHYIO CMECh JIETKHM KPYTOBBIM BpamleHHeM KkojObl. CHadaja NpHKarbIBarOT
HeOOIbIIOE KOMMYECTBO OpoMa U KIyT Hauajia peakuun?. [Ipubapienue Gpoma
BEAYyT 3aT€M C TaKOH CKOPOCTHIO, YTOOBI peakiys Iuia JOCTaTOYHO HHTEH-
cuBHO, HO He OypHo. [lo okoHuaHum mpubaBieHHs OpoMa MepeMellrBaHHe
MPOAOIDKAIOT, €CIM peakUHs 3aMeIJIUTCs, TO AJI ee 3aBepUICHHs Koy0y He-
KOTOpPO€ BpeMsi HarpeBaroT Ha BoasHO# Oane 10 60—70 °C (moka peakiuoHHas
cMech He 00eClBETHTCs). PeakllMOHHYI0 CMeCh MPOMBIBAIOT B KoJOe /1Ba pasa
BOJIOH, MEpeHOoCAT B KOJIOy Al MEpPeroHKH ¢ BOASHBIM mapoM. CHaudana OT-
roHsieTcss OpoMOEH30I1, 3aTeM B XOJOIMJIBHHKE HauWHAETCs KPUCTaJUIA3aIHs
n-nqubpombensona. [IpueMHUK MEHSIOT, TOOOYHBINH MPOAYKT peakiuu COOUpPAIOT
10 KoHma. JucTumnsat, comepkammuii OpoMOEH30J, TEpeTUBaIOT B JEIHUTENb-
HYIO BOPOHKY U TIOCJI€ OTCTaWBaHHS OTHEINSAIOT OpoMOEH30J1, BBICYIINBAIOT €TO,
ClIerKa HarpeBas HaJl PaCTOJMEHHBIM XJIOPHUAOM KaJbIHMs 1O MOJXY4YEeHHS IpO-
3pavyHON JKUAKOCTH, M TeperoHstoT. CoOuparor (pakunio, MeperoHsIOnyrcs
npu 140-170 °C, a ocTarok emie ropsuyuM BBUIMBAIOT B (GapopoBYIO HAIIKY.
@paknuto ¢ T. kun. 140-170 °C moaBepraroT BTOpUYHON THeperoHke. Brixox
18 r (46% ot Teoperuyeckoro), T. kum. 156 °C / 760 mm pr. ct.; n¥ 1.5598.

AMP H & (m.a., CDCl3): 7.17-7.26 (3H, m.); 7.46-7.50 ( 2H, m).
AMP 3C 6 (m.4., CDCly): 122.5; 126.8; 130.0; 131.5.

1,4-/Tubpoméenzon

3aKpuCTaUIM30BABIIMICS OCTATOK, BBUIMTHIA paHee B ¢apdopoByr yamiky,
00BEUHSAIOT C KPUCTAJJIAMH, OTOTHAHHBIMH C BOJSHBIM I1apOM, OTKHUMa-
I0T Ha BOpOoHKe BroxHepa, 3aTeM Mexny Jiucramu (pUIbTpOBajbHOW OyMaru
Y IEePeKPHCTAIUIN30BBIBAIOT U3 MUHHMAJIbHOTO KOJIMYEeCTBa ciupTa. [lomyyaroT
1 r 1,4-qu6pombensona (2% ot Teoperuueckoro), T. mi. 89 °C.

B7.2.2. 1,4-]ludbpomoeH30.1
(n-nubpomGen30.1)
MN-M. c. 42

Br

Brz
Fe

JIst momIonIeHns BBIACISIONIEro OpOMUCTOTO Bogopoa. st SToH el MOXKHO HCIIONB30BaTh
KEpH C «OJUBKOW» U PE3MHOBYI0 TPYOKy (TpyOKy mocie 3KCIepHMEHTa BbIOPACHIBAOT).
Hauano peaknnm ompemensioT MO MCYE3HOBEHHIO OKPACKHM M BBIACICHUIO OPOMHCTOTO
BOJIOpOJA.
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beH3on 5.5 mn CunHTe3 npoBOAAT
bpom 7.4 mn B BbITAXKHOM WIKady
Fe BocctaHoBneHHoe 02r

B Tpexropnyto kon0y emkocTbio 50 M1, CHaGKEHHYIO MEIMIANKOH, KameabHO
BOPOHKOI M OOpaTHBIM XOJOAMIBHUKOM, Momemiaror 5.5 M cyxoro GeHzona,
0.2 r BoccranoseHHoro xene3a u 0.2 mi cyxoro 6pomal. Korna naunercs pe-
aKI¥s, BKITIOYAIOT MEIIANKY U MOCTENEHHO M00aBISIOT U3 KarmelbHOH BOPOHKH
eme 7.2 M OpoMa ¢ TakoW CKOPOCTBIO, YTOOBI PEaKIlHs IUIa JOCTATOYHO MHTCH-
cusHo. Korja peakuus 3ameminTcs?, Koaby morpyxaror B Harpetyio go 50 °C
BOASIHYIO 0aHIO M MPOJOJDKAIOT MPH MEPEMENIMBAHUHE MPU ITOH TeMmIeparype
npukamnesiBath Opom. ITocnme mobaBieHus Bcero Opoma Koj0Oy HarpeBalT Ha
KUTsIed BomsaHO#M Oane B Teuenue 1 waca. Jlanee peaknMOHHYIO Maccy OXJax-
JAI0T 1O KOMHATHO#M TeMmepaTypbl M JKCTparupyrot ee sdupom (2x20 mi).
D¢upHBIil pacTBOp MPOMBIBAIOT BOAOH, 2 M pacTBOpOM THAPOKCHIA HATPHS,
2 M pacTBOpPOM COJISTHOM KHCIIOTBI, CHOBA BOfIOH U cyrar npokaneHHsiM CaCl,.
D¢up OTrOHAIOT Ha POTOPHOM HCHApHUTENE, K OCTATKY MPU TepeMElIMBaHHH
CTEKJISTHHOW Malo4KOW MPUOABIAIOT 5 MJI renTaHa U OXJIAXKJAIT CMech B OaHe
CO NbJOM. BbImaBimuii ocasok n-TubpoMOeH301a OTGUIBTPOBBIBAIOT, BHICYIIIHBA-
10T Ha Bo3ayxe. Brixox 9.9 r (68% or Teoperudeckoro u3 pacuera Ha OSH30I),
T. 1. 83-85 °C. Ilocne nepexkpucTaUIM3alUyd U3 MHHUMAIBHOTO KOJIHYECTBA
cnupta T. 1. 89 °C.

AMP 'H & (m.a., CDCl3): 7.34 (4H, ¢)
AMP 3C & (m.g., CDCl,): 121.0; 133.1.

b7.2.3. 4-Bpom-mpem-0yTuii0eH30J1

Orl. c. 300
+ Br2 i
Br
mpem-byTun6eHson 68 r CuHTe3 npoBOAAT
bpom 26 mn B BbITA’)KHOM WIKady

Keneso (onunkun) 05r

B tpexropnywo kondy emkocThio 500 Mi, cHaOXeHHYI OOpaTHBIM XOJIO-
JUIBHUKOM, MEXaHHYECKOH Memankod M KamelbHOH BOPOHKOW, momeria-
ot 0.5 1 xene3Hbx ommwiok u HaimuBawT 10 r mpem-OyTunbOenzona. 3aTem
MpU TepeMemunBanun npudasnsor 2 ma O6poma. Yepes 10 MuHYT BiImBaioT
58 T mpem-OyTunOen3ona u mo KarmwiaM npubasistor 24 mir 6poma. B mporiecce

! Bpom BEICYIHBAIOT, MEPEMENINBAS €TO C KOHI[. CEPHON KHCIOTOH B KOHHYECKOH KOJIOOUKE,

OTACIAKT €ro Ha JeITATEITBHOM BOPOHKE — 6pOM HaxXoAWuTCsd B HUXKXKHEM CJIOC.

2 Tlocne npubasnenus 3—4 M Gpoma.
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npubaBieHus OpoMa HauYMHAETCsS WHTEHCHBHOE BBIJEIICHUE Ta3a, peaKIHOHHAas
CMeCh 3aMETHO pPa3orpeBaeTCs, M €€ OXJIAXIAIOT BOJOH (KOMHATHOIl Temrie-
parypbl). ITo okoH4YaHUM MPUOABICHUS OpoMa CMeCh MEepPEeMEIINBAIOT B Tede-
Hue 2 4acoB, QUIBTpYyIOT B konOy Kusitsena oobemom 150 Mi m meperoHsoT
B BaKyyMe BojocTpyiiHoro nacoca. Beixog 95 r (88% ot Teoperuueckoro),
T. kun. 95-110 °C /10 mm pr. cr.; n¥ 1.5192.

AMP 'H & (m.a., CDCl3): 1.29 ( 9H, ¢); 7.23 (2H, &, J = 8.8 Tu); 7.39 (2H, @, J = 8.8 Tw).
AMP 3C 6 (m.4., CDCly): 31.2; 34.5; 119.2; 127.1; 131.0; 150.0.

b7.2.4. 1-Mertokcu-4-6poMmo6eH30.1

(n-6pomann3o.)
JIAB. c. 158; MNOX. c. 194

o~ o~
VAR
+ O O.Br, —
/
r

AHnnzon 108 r CunHTe3 npoBOAAT
bpom 6.1 mn B BbITAXKHOM WWIKady
HdnokcaH 10 mn

a) JQuoxcarnoubpomuo

K oxmaxmaemoit mpgom cmecu 10 mn muokcana u 11 mMn remrana mpuiu-
BalOT OXJIAKAECHHBIN pacTBop 6.1 Mir Opoma B 21 M1 renrtaHa W MepeMeIINBaIOT
CMeCh 5 MHWH, OXJaxnas ee¢ B 0aHe ¢ XOJNOJHON BomOH. BrimaBmmii opamxke-
BBIl OCAJOK OTHAENSIOT Ha MOPUCTOM CTEKJISHHOM (HIBTPE, IPOMBIBAIOT I'eK-
caHoM (2x5 mu1) u cymar Ha ¢unbTpe B TeueHue 5-6 muu. [lomydator 22 T
(75% ot Teopernueckoro) nuokcanauOpomuaa, T. mwi. 64 °C. IIpoaykT ToT4yac
BBOJST B PEaKIHIO.

0) n-bpomanuszon

B mpmumHOTOpIYI0 KpyrimomoHHyIO Konly emkocthio 50 mi BHocar 10.8 r anu-
30J1a W TIPU OXJIAXKJACHUHM BOAOW W BCTPSIXHMBAHWH TPUCHITAIOT 25 T' IHOKCaH-
muopoMuna. PeakimoHHYI0 cMech MEPHOANYECKH BCTPSIXUBAIOT MIPH KOMHATHON
temreparype B TteueHne 30 muH u BeummBaoT B 100 mur Bombr. [Ipomykr skc-
tparupytoT 3dupom (2x50 mia). DdupHbie BBITIKKUA MPOMBIBalOT 2 M pacTBo-
poM NaOH wu Bomo#t. DdupHsiil skcTpakT cymar mnpokaieHHbiM CaCl,. Ddup
OTTOHSIOT, OCTAaTOK IEPETrOHSIOT B Bakyyme. Brixon oxomo 10.5 v (56% ot
Teoperudeckoro), T. kum. 99-100 °C / 18 mm pr. cr., nZ 1.5630.

AMP 'H & (m.g., CDCly): 3.77 (3H, ¢); 6.78 (2H, 3, J =9 Tw); 737 (2H, 8, J = 9 Tw).
AMP '3C & (m.a., CDCly): 55.3; 112.7; 115.6; 132.1; 158.6.

AHAJIIOTHYHO MOXeT OBITh TONydeH n-Opombeneron, 1. mi. 227-233 °C /
760 MM pT. CT.
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B7.25. N-(4-Bpomdenna)aneramun
(n-6pomaneraHuIua)

EOC. p. 503
O O
NHJl\ NH'H\
Br2
—_—>
CH;COOH
r

AuetaHunupg 52r CuHTEe3 NnpoBOQAT
bpom 2 mn B BbITAXKHOM WKady
CH;COOH nepgsaHan 30 mn

B mByxropayro koidy emkocThio 250 M, CHAOXKEHHYI0 MAarHUTHOH MEIIaJIKON
U oOpaTHBIM XOJOJWJIBHUKOM, NMOMEINAI0T 5.2 T aleTaHWIHAa W NpuOaBis-
0T 20 Mn neasHON yKCycHO# KuciOTBl. CMeCh NMepeMelnBaloT C JIETKHIM
HarpeBaHUEM 0 PAacTBOPEHHS alleTaHWIWAa. 3aTeM K Hed NMpH KOMHATHOM
TeMIeparype mpuOaBiAlOT TpeMsl paBHBIMH MOPHHUSAMH pacTBOp 2 Mi Opoma
B 10 Mn nmensHON yKCyCHOW KHCIOTHI, IepeMennBas 2—3 MHH MEXIy Kaxk-
IOeIM npubasiieHneM. OOyciIoBIeHHas IPUCYTCTBHEM OpoMa OKpacka JIOJDKHA
ncyesarb. B Tedenwe Tperpero mepuoma npuOaBleHHS HAYWHAET BHINIAJAThH
CBETNIO-KENTHIH ocanok. [lo oxonyanwm mpubaBineHus OpoMa peakIHOHHYIO
CMech NMEpeMENIMBAIOT emle 5 MHH. 3aTeM NpUOaBIAIOT NPH IEpeMelInBa-
Hum 150 ma xomomuo# Boxmbl. [lpm sToM BhIManmaer Oenbliid ocamok. [IpubGas-
astor 0.5 r TBepmoro OucynbpduTa HATpHs, MEPEMENMINBAIOT W HAaOIIOAAIOT
3a OKpacKoi BOJHOTO pacTBopa. bucynbdur HaTpus mpomokaroT nMpuOaBIsATh
mo 0.5 r g0 Tex mop, mMokKa He HMCYE3HET *kejiTas OKkpacka (0OBIYHO XBaTaeT
oxHoit mopuun). OTGUIBTPOBBIBAIOT 0CaJ0K HAa BOPOHKe BroxHepa, mpombiBa-
10T XOJIOAHO# Bomol (2X25 M), OTXKHMAIOT MEXKAY JTUCTaMU (QHIBTPOBAIBHON
Oymaru. OTXKaTeI OT BOJBI OCAJOK MEPEHOCAT B KOHHUYECKYIO KO0y 00beMoM
125 mx u pacTBOPSAIOT B MHHHMAJIBHOM KOJHMYECTBE KHUIIANIETO METaHOJIA.
[Tocie mMemIeHHOTO OXJaXKJEHHs BBINABIIMK OCaZOK OT(IIBTPOBBIBAIOT Ha
BOPOHKE C MOPHCTHIM JHOM, Cymiar Ha Bo3ayxe. Beixom 6.2 v (75% ot teo-
peTuyeckoro), T. mi. 165-167 °C.

W3 mMaTouHOTrO pacTBOpa, OCTABIIETOCS IIOCIE NMEPEKPHUCTAILTU3AINH, MOKHO
MOJIyYUTh JOMOMHUTENbHO 1.5 T n-Opomaneranunuaa. OOmuN BBIXOJ COCTaB-
nseT 93% OT TeopeTHUeCcKoro.

AMP 'H & (m.a., AMCO-dg): 2.01 (3H. ¢); 7.40 (2H, g, J = 8.8 Tw); 7.51 (2H, g, J = 8.8 Tw).
AMP '3C & (m.4., AMCO-d,): 24.2; 114.9; 121.3; 131.7; 138.7; 169.0.
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B7.2.6. 4-BpoMaHuJuH
(n-6poManmnIMH)

NIAB. c. 159
) 0]
NHJJ\ NH’U\ NH,
Bry HCI
CH3COOH A
r r

AueTtaHnnug 135r CunHTe3 npoBOAAT
bpom 5.5 mn B BbITAXKHOM wWKady
CH;COOH nepdaHas 70 mn
HCl KoHLU,. 50 mn

B mByxropnyio koa0y emkocthio 200 mil, CHAOKEHHYIO OOPAaTHBIM XOJIOMMIIb-
HUKOM M KareJIbHOH BOpoHKOM, BHOCAT 13.5 r aneranunuma u 50 miu jgensHoi
YKCYCHOW KHCIIOTBI; KOOy Clierka HarpeBaloT JJIs 3aBEpILICHHS PacTBOPEHUSI.
3areM mpu Temieparype, He npesbimaromieit 40 °C, MeaseHHO MPH MepeMeIlIn-
BaHUHU 100aBJAIOT pacTBop 5.5 mur 6poma B 20 Mt JIeasHOW YKCYCHOW KHCIIOTHI.
Uepes 8-10 muH peaxiusi 3akaHYMBaeTCA. PEakIMOHHYIO CMECh C BBIIABIIUM
ocankoM BbutHBaPT B 300 M jeasHOW Boabl. 3areM Tyma ke H00aBISIOT
pacTBoOp THApoCyIb(UTa HATpUa® 10 06eCIBEYHBAHMS PACTBOPA M BHINAIECHHUS
ocanka. benblii ocamok OoTQUIBTPOBBIBAIOT Ha BopoHke broxuepa. ITomyueH-
HBI n-OpoMalieTaHuaua 0e3 OYMCTKH MOJBEPraroT TUIPOIH3Y — MEPEHOCST
B KpyIIOAOHHYIO K00y oOobemom 500 mur, mobasmstor 150 mu Bombr, 50 M
koHn. HCl u xunsarar ¢ ob6paraeiM xonmomuabHukoM 30 mMuH. K ocCThIBIIEH
cmecu nmobapnsior 20%-i pactBop NaOH mo mienmouHo#l peakiiuu U OTTOHS-
IOT TOJIYYCHHBIH n-OpOMaHWIMH C BOASHBIM IapOM. n-BpoMaHHMIMH 3acThIBa-
€T B XOJOIMJIbHHUKE, OITOMY BpeMsi OT BPEMEHHU M3 PyOalllKu XOJOAUJIbHHKA
MPUXOAUTHCs cauBaTh Boxy. CoOpaBmimiics B MpUEMHHUKE n-OpOMAaHWIMH OT-
(GUIBTPOBBIBAIOT HA BOPOHKE BIOXHEpa M BBICYNIMBAIOT HA BO3IYyXE MEKIY
aucTamu (GuIsTpoBanbHOM Oymaru. Beixog okomo 10 r (58% or Teoperuue-
ckoro), T. i 64-65 °C.

AMP 'H & (m.a., CDCl3): 4.8 (2H, ywwup. ¢); 6.56 (2H, g, J = 8.8 Tu); 7.24 (2H, o, J = 8.8 ).
AMP 3C 6 (m.a., CDCl,): 110.0; 116.6; 131.9; 145.3.

B7.2.7. 4-Bpom-N,N-mumMeTHIaHWINH

(n-6pom-N,N-quMeTHIAHNINH)
JIAB. c. 160

\N/

\N/

Br,, KOH

—_—
H,0, anokcaH

! Twocynmb(ar HaTpus HexenaTerneH.
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OumeTnnaHunmH 121 r CuHTe3 NnpoBOAAT
bpom 161 B BbITA)KHOM WIKady
IOvnokcaH 190 mn

KOH 56T

KOH, 40%-1n pactBop 15 mn

B uetbipexropiyro kondy emkocthio 500 Mi1, CHaAOKEHHYI0 MEXaHHYECKOH Mella-
KO, KalleJIbHOM BOPOHKOHM, TEPMOMETPOM M BO3IYIIHBIM XOJOIMIBHUKOM, TTIOMEIIIa-
10T pactBopbl 12.1 r muvermnanmwivHa B 30 M quokcana u 5.6 1 KOH B 20 M
BOJIbL. 3aTeM MPH MHTCHCUBHOM TEPEMEIIMBAHUH B TCUCHUE 2 YaCOB MPHKAIBIBAIOT
pactBop 16 r Br, B 160 mn quokcaHa, moaepuBasi TEMIEPaTypy PeaKIHOHHOM
cMmecu ~5 °C. OpraHuyeckuil CJIo OTHEIAIoT U mpombiBaroT 15 mi 40%-ro pac-
tBopa KOH. /lvokcaH OTrOHSIOT B BaKyyMe, OCTaTOK IepPEeKPUCTAIUIU30BBIBAIOT M3
stunoBoro cnupra. Bexox 15 r (75% ot Teoperndeckoro), T. mi. 52-54 °C.

AMP 'H & (m.g., CDCly): 2.89 (6H, ¢); 6.56 (2H, f, J = 9.2 Tu); 7.27 (2H, A, J = 9.2 Tu).

AMP 3C & (m.a., CDCl,): 40.5; 108.5; 114.1; 131.6; 149.4.

Mo apyroit metomuke (Xuxxunbommom B. Peakuuu OpraHUYECKHX COCIHHE-
Huit. — M.: Xumudeckas nureparypa, 1939, c¢. 377.) numernnanunua Gpomu-

PYIOT B YKCYCHOU KHCIIOTE, PEaKIMOHHYIO CMECh HEeWTpanu3yroT KoHi. NH;
1 oTHUIBTPOBBIBAIOT n-OpoM-N,N-1uMeTHIaHUIHH.

B7.28. 2,4,6-TpuopoMaHniux

MN-M. c. 43
NH, NH,
Br2, H20 ' Br
_—
A
O3H r
CynbdaHunoBasa Kucnota 3461 CnHTe3 npoBOAAT
bpom 3 mn B BbITAXKHOM WIKady

B aByxropayio konby emkocthio 500 My, cCHaOKCHHYIO MAarHMTHOW Memiaj-
KOU, KamneJbHOW BOPOHKOHW M OOpaTHBIM XOJOAWJIBLHUKOM, MOMEIIAIOT PAacTBOP
3.46 r cyab(aHMUIOBON KHCIOTH B MUHUMAJIbHOM 00beMe KHITAIIeH BOABI 3aTeM
NPY MHTEHCHBHOM TMEPEMEIIMBAHIH K KHUITAIIEMY pacTBOPY mpukambiBaor 280 mut
OpOMHO¥ BOIIbI, PUTOTOBJICHHOW pacTBopeHreM 3 M Opoma B 300 My BOmBI,
JI0 TIOSIBJICHUS Hercuesaroleil okpacku opoma. [Ipu HeoOXomuMocTH JT00aBISIOT
JIOTIOJTHUTENIbHOE KOJMYEeCTBO OpPOMHOM BOABI. BBHIMABIIMI METKOKPUCTAIIIUYE-
CKHUil 0CaioKk TpUOpPOMaHUINHA OT(UIFTPOBBIBAIOT M BBICYIIHBAIOT Ha BO3IyXeE.
Beixon 6 r (91% ot Teopetnueckoro), T. w1 119-120 °CL

AMP 'H & (m.g., CDCl3): 4.40 (2H, yw. c.); 7.49 (2H, o).
AMP '3C & (m.a., CDCly): 108.7; 133.7; 141.3.

! MosxHO NEPEKpUCTATIN30BaATL U3 OcH30J1a.
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B7.2.9. 3-HurpodpomoensoJ
(m-6pomHETPOOEH30.1)

Memoo A
[O. Bbin. lll. c. 244
N02 BI'2 NOZ
R
Fe
Br
HutpobeH3on cyxom 123 r CuHTes npoBOAAT
bpom 9 mn B BbITAXKHOM WIKady
Fe BoccTaHOBneHHOe 1.2r

B tpexropmyro kpyrinononnyo koi0y emkocteio 100 mi, cHaGXeHHyIO MmemIan-
KOif, OOPATHBIM IHAPHKOBBIM XOJIOIMIBHAKOM' U KaIleIbHOH BOPOHKOH? ¢ KOPOT-
KOW OTBOJHOW TpyOKoH, momemiaroT 12.3 T HuTpoOeH3oma. Koy HarpeBaroT Ha
MacnsiHOH Oane. [lpu 135-145 °C u HenmpephbIBHOM MEpEeMEIINBAHUN B KOJIOY TpU
pa3za BHOCAT 10 0.4 T MENKHX JKEJIE3HBIX OIMWIIOK U 1Mo 3 MJI OpoMa, MPHIIMBas €ro
U3 KarenbHoi BopoHKHU (Bcero 1.2 T Kele3HbIX OmmwiIoK B 9 mi 6poma). Kakmyro
HOBYIO TIOPIIHIO EJIE3HBIX OMIIOK U OpoMa BHOCST B PEAKIIHOHHYIO MAacCCy JIHIIb
TIOCJIe YaCOBOT0 HarpeBaHuUs Mpedpaymieit nopuun. Ilocne BBeneHus Bcero opoma
MPOIOJDKAIOT HAaTPEeBaHME €IIe OAWH Yac, YOAIAIOT MACIIHyI0 0aHIO, BEUTUBAIOT
cozepkumoe Koiobl B 75 mi1 Bombl ¢ 3 Mia 36%-ro pactBopa OucyiabbuTa Ha-
TPHsi, THOJYYEHHYIO CMECH MEPETOHSIOT C BOAAHBIM mapom®. IlepBble mopHuu
OUCTHILIATA, COAEPIKAIINe HEe BCTYNMHBIINKN B PEaKIHI0 HUTPOOEH30I, COOMPAIOT
otaensHo. [leperoHsiomnuecs: ¢ mMapoM >KENThIe KPUCTAIIBI M-HUTPoOpoMOeH3011a
OTICISIOT (UIBTPOBAHMEM Ha BOpOHKE BroxHepa, XOpoIIo OTKHMAIOT M BEICY-
MIMBAIOT MEXKIY JIMCTaMK (GHIBTPOBaIbHOM Oymard. Beixox 16 r (79% ot teope-
THYECKOro), T. kum. 117-118 °C / 9 mm pr. cr.; T. . 51.5-52 °C.

Memoo b
J. Org. Chem. 1981. V. 46. P. 2169
NO
NO2 karo, 2
—_
H,SO,
r
HuTtpob6eH3on 73T
KBrO, 1Mr
H,SO, KoHu, 48 mn

BepxHuii koHeI] 00paTHOTO XOJOMIBHUKA 3aKPHIBAIOT MPOOKON ¢ M30THYTO# TPyOKOU st
OTBOJIa BBIJICJISIOIIErOCsT OPOMUCTOrO BOJOPOJA, KaK YKa3aHO NP CHHTe3e OpoMOeH3oua
(pasn. B7.2.1).

Kpan kamenbHON BOPOHKH JOMDKEH OBITH cMa3zaH (ocOpHOI KHCIOTOW M MPOBEPEH.

3 Cwm. pasn. A3.5.



272 b. lpenapamuswas yacme

B derpIpexropiylo KpyriionoHHYIO KOOy eMmKocThio 250 mu, cHaOXeHHYIO
MEXaHUYEeCKOH MeIIaIKol, TepMOMETPOM, KalleJIbHOH BOPOHKOH M OOpaTHBIM
XOJIOJMIIEHUKOM, TIOMEIAIOT OXJIaKICHHBIH /10 KOMHaTHOH TeMIieparype pac-
tBOp 48 Mn xonu. H,SO, B 48 mu Bomwl! u mpubasnsooT 7.3 r HUTPOGEH30MIA.
JoBozgsr temmeparypy peakunoHHod cMecu 1o 25 °C M IpH MHTEHCHBHOM
HepeMeNINBaHUK TOPIHSIMUA 1O 1-2 T ¢ MHTEpBaJIOM B 5 MHUHYT MpHOABIAIOT
11 r KBrO;, nognepxxuBast Temneparypy cmecu B uHTepBajie 25-35 °C. [locie
npubasneHus Bcero konmmdectBa KBrO; cMechk mepemermBatot emie 3.5 yaca npu
9TOM TeMIleparype, OXJIaXJalT 10 KOMHATHOH TeMIepaTypsl, OT(QUIETPOBEIBAIOT
TBEP/bIil POAYKT M MPOMBIBAIOT Ha GuisTpe Bomoi (2%x20 mu). IIpoaykr cymar
JI0 TIOCTOSTHHOM Macchl Ha (QMIBTPE B TEYEHHE HECKOJIBKHX YacoB, HE OTKIOYas
BakyyM. Beixox 10.8 r (90% ot teopetnueckoro), 1. mi. 48-51 °C.

AMP 'H & (m.a., CDCl3): 7.41-7.47 (1H, m); 7.79-7.85 (1H, m); 8.14-8.17 (1H, m);
8.32-8.36 (1H, m).
AMP 3C 6 (m.4., CDCly): 122.0; 122.8; 126.6; 130.6; 137.5; 148.6.

b7.2.10. 3-Bpoméen3aabaeru
(r-OpomMOeH3anbAETHT)
Ber. 1905. B. 38. S. 28

CHO CHO
Br2
_—
©/ AlBrj
r
beHn3anbperug 5.2 mn CnHTEe3 NnpoBOAAT
AlBry 32r B BbITAXKHOM WKady
Br, 3 mn
HCl KoHu,. 30 mn
ddup 125 mn

B tpexropayro konby emkocThio 250 M, CHAOKECHHYIO MEXaHHMYECKOH Merra-
KO, BO3IYIIHBIM XOJIOIMIIEHUKOM W KaleTbHOH BOPOHKOW, MOMEMIAOT 32 T JbI-
MsmIero nopomikooopasuoro AlBr; u 100aBisOT MO KarmisM HpU HEepeMEIu-
BaHWU 5.2 MII MIEpErHAHHOTO OcH3aNmbAeTHaa. PeakmoHHas CMECh CTAHOBUTCS
TEMHO-KOPHUYHEBOTO I[BETA M pa3zorpesaercs. [locne oxmakaeHus 10 KOMHATHON
TEMIIEPATyPHl MEUICHHO TI0 KaIUIIM IPUOaBISIOT 3 MJI OpoMa M BBIICPIKUBAIOT
1 gac, mepeMemmBas 0 TeX MOp, MOKa PEAKIMOHHAs Macca HE 3aTBEpIEeT.
3areM B pEaKIMOHHYIO KOJIOYy OCTOpOkHO mobaBistor 50 r Menko MCTONYEH-
Horo spga u o kamism 30 mut kour. HCI, mpu stom HabmiomaeTcst cuIbHBIN
pazorpeB u OypHoe Boiaenenne HBr. K momyuennoii cmecu nobasisior 75 mi
IUATHAIIOBOTO 3upa W OCTABIAIOT HAa HOYb. OTHENSIOT TEMHO-KOPUIHEBHIN
OpPTraHWYECKHUH CIIOH, BOIHBIA dKCTparupyrr sdupom (2x25 mir), oObequHEH-

! B Boxy n06aBiAOT CEPHYIO KHCIOTY.
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Hble 3QupHble ¢pakuuu npoMbiBaloT 10%-M pacTBOpPOM COJISTHOH KHCIIOTHI,
3areM 10%-Mm pactBopom NaHCO,, manee Bomoil M cymiar HpOKaJeHHBIM CYIIb-
¢aTom HaTpus. DPUp OTrOHSAIOT Ha POTOPHOM HCIapuTeie 0e3 HarpeBaHUA
0aHM, OCTATOK TMEPEeroHsoT B Bakyyme. Boixon 7.6 T (80% ot TeopeTndeckoro),
T. kur. 120-121 °C / 20 mm pr. ct.; nZ’ 1.5940.

MK (v, cmv™"): 1700; 1550; 1400; 1200;780; 700; 660.

AMP 'H & (m.g., CDCly): 7.41 (1H, 1, J = 7.7 Tw); 7.73 (1H, p, J = 7.7 Tw);
7.80 (1H, o, J = 7.7 Tu); 7.99 (1H, c.); 9.95 (1H, <.

AMP '3C 6 (m.a., CDCly): 123.3; 128.3; 130.6; 132.2; 137.2; 138.0; 190.5.

B7.2.11. 9-BpomaHTpaueH

0 Br
L QOO
CCl,

O A
AHTpaueH 5r CuHTe3 npoBoOAAT
N-BpomcykuuHmuming (NBS) 5r B BbITAXKHOM WKady
cd, 25 mn
JTaHon 10 mn

B nByxropmnoit konbe emroctpio 100 mi, cHaOXeHHOH MeImankoil M 0OpaTHBEIM
XOJIOAUIBHUKOM, HarpeBaloT J0 KHUIIEHHS cMech 5 T aHTpaneHa, 5 r NBS,
25 mi CCl, u mobasisror 1-2 kpucraiuia Hona. Kak ToJIbKO HAauHETCs peakius,
HarpeBaHWEe BPEMEHHO MPEKPAIIAIOT, 0 OKOHYAHMH OyPHOM CTaJuu peaKlun’
HarpeBaHue BO30OHOBISIOT M KUISTAT CMeECh eme 1 wac. 3aTeM emie ropsayio
CMeCh OT(QMIBTPOBHIBAIOT OT CYKIIMHUMHUA, KOTOPBIA MPOMBIBAIOT HEOOJBIITUM
konmuectBoM kusiiero CCly, mpucoeuHss TPOMBIBHYIO KHIKOCTh K (DHIIBTpa-
Ty. OTTOHSIOT Ha POTOPHOM HCIIAPUTENE OONBIIYI0 YaCTh PACTBOPHUTEINS, OCTa-
TOK BBIIMBAIOT B cTakaH. OKOHYATEILHO PAaCTBOPUTENb YITAPUBAIOT W3 CTaKaHa
Ha Kumsniei BoxsHo# 6ane®. CTakaH M3BICKAIOT U3 0AHM U HAIOT COIEPKU-
MOMY OXJIAIHUTHCS MPH MOCTOSTHHOM TepeMemunBanud. [lpu 3ToM o0pa3yroTcs
XOpo1Io oGpOpMIICHHBIE KPHUCTAJUIBI, KOTOPBIE 3aT€M IEPEKPUCTAIIIN30BBIBAIOT
n3 10 mu sramona. Bexox 5.5 r (76% ot Teopermueckoro), 1. wi. 101 °C.

AMP H & (m.g., CDCly): 7.47-7.51 (2H, m); 7.57-7.62 (2H, m); 7.95-8.02 (2H, m);
8.38 (1H, c); 8.51-8.54 (2H, m).

AMP '3C & (m.a., CDCly): 122.3;125.5; 127.1; 127.5; 128.5; 130.5; 132.1.

! Wmm 108 °C / 12 MM pr. cT.

OueHb BaXHO, 9TOOBI PEakIus HE OCTAHABIMBAJIACH.

Taea! Ecnu cMech yIapuTh Ha POTOPHOM HCIIAPUTENE J0CyXa, 00pa3yloTcsl TBEPIbIe KOMKH,
KOTOPBIE TPY/IHO W3BJIEYb M3 KOJOBL.
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B7.2.12. 9,10-Iln6pomMaHTpaneH
COn. c6. 1. c. 189

Br
Br2
—_—
Q00 = QOO
Br
AHTpaueH 3r CuHTEe3 NpoBOQAT
cd, 30 mn B BbITAXKHOM WKady

Br, 1.8 mn

B konby emrocthto 100 mur, cHaOXeHHYIO KameJIbHOH BOPOHKOH, MEIIaTKOH
1 OOpaTHBIM XOJOIWUIBLHUKOM, IMMOMEIIAIOT CyCcTeH3ni0 3 T aHTpaleHa B 30 mi
YEeTHIPEXXJIOPHCTOTO yriaeposa, 3areM meaieHHo (B Teuenue 10 MuUHYT) mpH
s dexTHBHOM MepemernuBanuu npubasiassioT 1.8 ma Gpoma. Peakmust mpo-
TEeKaeT NMpPU KOMHATHOHN TemIeparype ¢ oO0pa3oBaHHEM MaJopacTBOPUMOTO
9,10-nubpomanTparneHa. [y NOJHOTHI MPOTEKAHHUS PEaKIUK CMECh OCTOPOXK-
HO HArpeBarOT Ha BOASHON OaHe MpPU MOCTOSHHOM IMEPEMEIIMBAHUH, CIEIsS 3a
TEM, YTOOBI Mapbl OpOMa MOJIHOCTHI0 KOHJICHCHPOBAIUCH B XOJoAWIbHUKE. [1o-
CTEIECHHO PEaKIMOHHYI CMECh JOBOMAT 0 KUIECHHS W KUIATAT 1 yac. 3aTem
CMECh OXJIQKJAIOT M OCTABJISIOT HA HOYb; BBHIMABIIMNA OCAJOK OT(UIBTPOBHI-
BAIOT, TPOMBIBAIOT HEOONBIINM KomuuecTBOM xonoguoro CCl, u BbICymIHBAIOT.
[Monyuaror 4 r npoxykra (71% ot Teopetnueckoro)!, T. mn. 218-219 °C. Iocne
KOHLICHTPUPOBaHUSI MaTOYHBIX PAaCTBOPOB MOXKHO IMOJY4YHUTH emie ~1 r Heouu-
IIEHHOTO TIpoayKTa ¢ T. Tul. 216 °C. bosiee YUCTBIA MPOAYKT MOXKHO IOJYYUTh
nepekpucTainsanuei u3 6oapimoro konmmyecTsa CCl,. Brixox 5.0 r (88% ot
TEOPETHYECKOr0), T. 1. 221-222 °C.

WK (v, cm7"): 1500; 1300; 1250; 920; 820.
AMP H & (m.g., CDCly): 7.59-7.64 (4H, m); 8.54-8.59 (4H, m).
AMP 3C 6 (m.g., CDCl;):123.5; 127.4; 128.3; 131.0.

b7.3.  Hooupoeanue

Bb7.3.1. 3-UonbGeH3oiiHas KHCJIOTA
(m-uonOen3oiinasi KHCIOTA)

J. Am. Chem. Soc. 1919. V. 41. P. 294

COOH COOH

., HNOgH;SO,
—_—_—
2 TCH4COOH

HpKO-)KeJ'[TOI‘O BETAa.

1
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beH3olHaA Kncnota 6.1r1 CunHTe3 npoBOAAT

I, 64r B BbITAXKHOM WIKady
CH;COOH nepgsaHan 15 mn

cd, 4 mn

HNO; (% 1.40) 3.4 mn

H,S0, (d%° 1.84) 5.6 MmN

B Tpexropnyto koia0y emrocthio 100 My, cHaOKCHHYIO MEIIAJIKOH, KarelbHOU
BOPOHKOH W 0OpaTHBIM XOJOAMJIBHUKOM, TToMemarT 6.1 r OeH30iHOM KUCIIOTHI,
6.4 r Tonko pacreproro l,, 15 mn nexsnoit CH;COOH u 4 mn CCl L. Tlpu cna-
OOM KHIICHHH PEaKIIMOHHOW CMECH B KOJIOYy IO KaIlIsiM B TEUYCHHE 2 YacoB IPH-
6aBnstor cmech 3.4 ma koHl. HNO; m 5.6 mir xonn. H,SO,. TlepememmBanue
MpH TOH XK€ TeMmIepaType Mpoao/nKarT emie 2.5 yaca. 3areM peakiMOHHYIO
KOJIOY OXJIGKIAIOT, COJACPKUMOE pa30aBIIIOT BOAOH, OCAJOK OT(HHIBTPOBBIBAIOT,
MPOMBIBAIOT BOJIOM M HECKOJIBKO pa3 MepeKpucTamu3oBbiBatoT u3 50%-ro Bo-
aaoro crnupra. Beixoq 9.3 v (75% or teopernueckoro), 1. mia. 185-187 °C.

AMP 'H & (m.4., AMCO-dg): 7.31 (1H, 7, J = 8 Tw); 7.95 (2H, m); 8.25 (TH, ¢); 13.2 (1H, yw. c.).
AMP '3C & (m.a., AMCO-d,): 94.4; 128.5; 130.5; 132.8; 137.6; 141.1; 165.8.

Bb7.3.2. 1,4-Iuuon-2,5-q1uMeTHIOEH30J1
(2,5-quuoa-n-Keu101)

| M. c. 30
. HNO3/H,SO,
—_—
2 TCH4COOH
|
n-Kcunon 265r CuHTe3 npoBOAAT
I, 635r B BbITAXKHOM WIKady
CH;COOH nepgsaHan 75 mn
Cdl, 2 mn
HNO; (d? 1.40) 1.5 mn
H,SO, (&%’ 1.84) 3 mn

B Ttpexropnyio konby emkocthio 250 mul, cHaOXeHHYIO OOpaTHBIM XOJOAMIIb-
HUKOM, MENIANIKOW U KameJlbHOW BOpOHKOH, momemaror 2.65 T n-kcuiona,
6.35 r ToHKO pacTeproro uona, 25 ma snexsnoit CH;COOH u 2 mn CCI 2
PeakIMoOHHYI0 CMeCh HATPEBAIOT IO KHUIICHHs Ha KOJOOHArpeBaTeie W MpPU HH-
TEHCUBHOM TMEpPEeMEIINBAaHUN B TeueHue 1 yaca J0OABNSIOT MO KAILIIM PacTBOP
1.5 ma konm. HNO;, 3 mut xonn. H,SO, B 50 M1 yKCyCHOM KHUCIOTHI M Jajyee

! I‘ICTI)II)CXXIIOI_‘)I/ICTI;II‘;I yoiepoa I[06aBJ'I$HOT JUJIA CMBIBaHUS MOJa, BOSIOHSIIOUIEIOCs B IPOLECCE

peaxuu.

2 CM. OpeblIyllyl0 METOIMKY.
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MEPEMEIIINBAIOT MPU KUIITYECHUHU 10 oOecIBeUynBaHuUs pacTBopa. Ilocime oxmax-
J€HHsI IO KOMHATHOM TeMIIEpaTyphl BBINABIIME KPMCTAJIBI OT(HIBTPOBHIBA-
0T U MEePEeKPHUCTAIIN30BEIBAIOT U3 YKCYCHOH KHCIIOTHI B KOJOE ¢ OOpaTHBIM
xonoaunbHuKOM. Beixox 7.6 T (85% ot Teopernueckoro), 1. mwi. 101-102 °C.
WK (v, cv™"): 1410; 1070; 870; 775.

AMP 'H & (m.a., CDCly): 2.33 (6H, ¢); 7.63 (2H, ¢).

AMP 3C & (m.4., CDCl5): 26.9; 100.6; 139.2; 140.6.

Bb7.3.3. 2-Uon-1,3,5-TpuMeTHI0EH30

(MoaMe3uTHIIEH)
M. c. 31
. 1. HNOyH,S0,
e
2 "CH,COOH

MesunTtunen 3r CuHTe3 npoBoAAT
I, 32r B BbITAXKHOM WKady
CH;COOH nepaHas 40 mn
HNO; (d?° 1.40) 1.2 Mn
H,S0, (d%° 1.84) 0.4 mn

B Tpexropnyio konOy emkocThio 150 mil, cHaO)KEeHHYIO OOpaTHBIM XOJOIUITHHU-
KOM, MEIIAJIKON M KaleJIbHOH BOPOHKOW, MOMENIAIT 3 T Me3UTHIIeHa, 3.2 T TOH-
ko pacteproro |, u 40 ma nensHoit CH;COOH. K peaknuoHHOW cMmecH mpu
25 °C ¥ UHTEHCUBHOM TIepEeMENIUBAHUH MPUOABIAIOT MO KaruisaM cMech 1.2 mu
koHIl. HNO; u 0.4 mn xonn. H,SO,. I[lepememmBanue nponoipkat npu 25 °C
B TeyeHue 2.5 yacoB. PeaklMOHHYIO Maccy OCTaBISIOT HA HOYb NMPH KOMHATHOM
TeMIeparype, 3areM pa30aBisioT ABOHHBIM 0OBEMOM BOJIbI, BBIMIABIINN 0CaIOK
OT(HIBTPOBBIBAIOT, IIPOMBIBAIOT XOJIOJHOW BOZOH, BBICYIIMBAIOT M MEPEKPUCTAII-
JU30BBIBAIOT U3 MEHTaHA WM MeTpojeiHoro s¢upa. Beixox womMesutuieHa
5.4 r (88% or Teopernueckoro), T. mwi. 30 °C.

AMP 'H & (m.a., CDCl3): 2.1 (3H, ¢); 2.35 (6H, ¢); 7.05 (2H, ¢).

B7.3.4. 2,4-lumon-1,3,5-TpuMeTHIOEH30T
(mmmoaMe3nTHIIEH)
M. c. 32

HNO4/H,SO,
_— >

+ 1,
CCl,, CH;COOH

1 Ecnmu KpUCTAJUIbl HE BbINIAAAX0T, BBIJIMBAOT PCAKIMOHHYKO CMECh B BOAY, OTACIIAIOT Opra-

HUYECKUH CHOﬁ, KOHOCHTPUPYIOT €ro BTPOC Ha POTOPHOM HUCHAPUTEIIC U OXJIAXKIAIOT.
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Me3ntnneH 3r CunHTe3 npoBOAAT

I, 64r B BbITAXKHOM WWIKady
CH;COOH nepgsaHan 85 mn

cd, 1 mn

HNO; (% 1.40) 3 mn

H,S0, (d%° 1.84) 2 mn

B Tpexropnyro kpyrmonoHHyio koin0y emkocThio 150 mul, cHabGxeHHYI0 o0Opart-
HBIM XOJIOMWIILHUKOM, MEIIAIKON W KalellbHOW BOPOHKOH, MOMEMIAIOT 3 T ME3H-
TuneHa, 6.4 r Touko pacreproro l,, 25 mi neasnoii CH;COOH u 1 M CCI,L.
K peakmmonnoi cmecn npu 70 °C u Ipu MHTEHCHBHOM IEPEMEIINBAHUH TPHU-
OaBmsror mo KarmsiM cMech 3 mil koHI. HNO; u 2 Mo konn. H,SO, B 60 ma
nexasHot CH;COOH. IlepememnBanmne npomomkaror npu 70 °C B TeueHue
2.5 4JacosB, 3aTeéM PEaKIHOHHYIO CMECh OXJIaKJAlOT, BBIIABIINE KPHCTAJUIBI OT-
(DUITBTPOBBIBAIOT, TPOMBIBAIOT BOAOH M MEPEKPUCTAIUIM30BEIBAIOT U3 YKCYCHOM
kucnotel. Beixon 7.5 r (80% ot teopernueckoro), T. mwi. 74-75 °C.

AMP H & (m.g., CDCly): 2.37 (6H, ¢); 2.88 (3H, ¢); 6.94 (1H, ).
AMP 13C & (m.a., CDCly): 29.9; 37.4; 103.1; 127.9; 141.8; 143.4.

B7.35. 4-Uon-1,1"-6upenna
(4-uondupenn)

M. c. 40-41
O—~O-
CH3;COOH
Budenun 335r CuHTe3 npoBoOAAT
I 3.2r B BbITAXKHOM WIKady
CH;COOH nepgsaHan 25 mn
KMnO, 26T
H,SO, (d?° 1.84) 1.8 mn

B Ttpexropnyio konby emkocthio 100 mil, CHAOXKECHHYIO MEIIAIKOH, 0OpaTHBIM
XOJIOJMJILHUKOM M KamelbHOW BOpoHKoW, momemaroT 3.35 r oudenuna, 3.2 T u3-
MenpaeHHoro l,, 2.6 1 KMnO,, 25 mi nensHo#l yKCyCHOW KHCIOTHI M IMOCTE-
neHHo npubaisoT 1.8 ma konn. H,SO,. PeakinoHHYI0 cMeCh BBIICPKHBAIOT
Ha KUIsIIeH BOAAHOW OaHe NP MHTEHCHBHOM IE€PEMENIMBAHMM 0 IOJHOTO
MCUE3HOBEHMSI MOZIa’. 3aTeM PEaKIUOHHYIO CMECh OXJIAXKIAIOT 0 KOMHATHOI
TEMIIEPATYPHI, BBIMABIIANA OCAA0K OT(GHUIBTPOBHIBAIOT, IMPOMBIBAIOT BOIOM OT
HEOPraHWYECKUX COJIeH M MEePEeKPUCTAIIU30BBIBAIOT M3 JTUJIOBOTO CIHUPTA,
OTHEsAsA MPUMECH Ha BOPOHKE it ropsuero (GuiasTpoBaHus. Beixom 4.5 T
(74% ot teopetnueckoro), 1. mi. 112-113 °C.

! I‘ICTI)II)CXXIIOI_‘)I/ICTI;II‘;I yriepoa I[06aBJ'I$HOT JUJIA CMBIBaHUS MOJa, BO3IOHSIIOUIEIOCs B IPOLECCE

peaKIuH.
2 ~2-2.5 uaca.
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AMP H & (m.n., CDCly): 7.33-7.36 (2H, m); 7.38-7.42(1H, m); 7.45-7.49 (2H, m);
7.57-7.59 (2H, m); 7.78-7.80 (2H, m).

AMP 13C & (m.a., CDCl,): 93.0; 126.8; 127.6; 128.8; 128.9; 137.8; 139.9; 140.6.

B7.3.6. 4,4"-Tunon-1,1"-6udpennn
(4,4'-numnondoudennn)

M. c. 41.
HNO4/H,SO,
tly ———————— | |
CCly, CHsCOOH

BudpeHun 385r CunHTe3 npoBOAAT
I, 635r B BbITAXKHOM WWIKady
CH;COOH nepgsaHan 15 mn
Cdl, 5 mn
HNO; (d?° 1.4) 2.5 mn
H,S0, (d%° 1.84) 5.5 mMn

B Tpexropmoii konbe emrxocTsio 150 My, cHaOKeHHOW MemanKkoil, 0OpaTHEIM XO-
JTOAMIFHUKOM W KamlelbHOW BOPOHKOH, cMmemmBaroT 3.85 r Oudennna, 6.35 T u3-
mensaernoro l,, 15 mu nepsnoit CH;COOH u 5 mn CCl,t. K peakumonnoii
cmecu mpu 90-95 °C? ouenb MemieHHO (B TeueHme uyaca) M0OABISIOT CMECH
1.5 mx xonn. HNO; u 5.5 mn xonn. H,SO,. Harpeanme mpomomkaroT eme
1 gac, 3aTem BHOCAT B KonOy B TedeHwe 15 mmH emie 1 mMi a30THOH KHCIOTHI
u depe3 25 MHH HarpeBaHHe MPEKpPaIIaoT U OCTABISAIOT CMECh HAa HOYb. 3aTeM
CMeCh pa30aBiIAIOT BOIOH, 0CafOK OT(HUIBTPOBHIBAIOT, TPOMBIBAIOT PACTBOPOM
Cynb(puUTa HATPHUS, BOAOUW WM MEPEKPHUCTAILNIN3OBHIBAIOT M3 JICASHOW YKCYCHOM
KHCJIOTBL B K0JIO€ ¢ 0OpaTHBIM XOJOAMIBHMKOM. Brixon 6.9 r (68% or teope-
tudeckoro), 1. mwi. 204 °C.

AMP 'H & (m.n., AMCO-dg, CDCl5): 7.38 (4H, o, J ~ 8 Tu); 7.76 (4H, p, J ~ 8 ).
AMP '3C & (m.4., AMCO-dg, CDCl3): 94.1; 129.3; 138.8; 140.2.

Bb7.3.7. 2,7-Aunon-9H-¢payopenon-9
(2,7-mumnondryopenon)
M. c. 48
O o}

D ——
@ @ ? CCly, CHsCOOH @ @

UeThIpeXXJIOPUCTHIN YIIIepOs JOOABIISIOT Ul CMBIBAHUS HOJa, BO3TOHSIOMIETOCS B MpOIecce
peakuu.
Kurmsimas BonsHast Oans.

1

2
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®nyopeHoH 45T CuHTe3 npoBOAAT

I, 635 B BbITA)KHOM WKapy
CH;COOH nepgsaHan 50 mn

cd, 1 mn

HNO; (d%° 1.4) 2 mMn

H,S0, (d%° 1.84) 7 mn

B Tpexropnyto konby emkoctbio 100 mi, cHaGxeHHyI Memrankoii, odpar-
HBIM XOJOAMJIBLHHKOM W KameabHOW BOpPOHKOH, momemiaroT 4.5 r duyopeHoHa,
6.35 r usmensuennoro l,, 50 mn neasnoit CH;COOH u 1 mn CCl,t 3arem
PEaKkLHOHHYI0 CMeCh HArpeBaloT Ha necyaHoi Gane 10 100 °C? u 106aBIsIOT
U3 KamnejabHOW BOpoHKM cMech 7 i koui. H,SO, m 2 mn HNO;. Harpesanue
nponoipkatoT 1.5-2 vaca. PeaknnoHHyr0 cMech OXJIaXKJaroT, BHINABIIMKA 0CaJlOK
OT(hHIBTPOBBIBAIOT, TIPOMBIBAIOT BOAOM 10 HEHTPAILHON PEaKIliH, BHICYIIMBAIOT.
[IpoxyKkT mepexpHcTaIM30BHIBAIOT M3 CMECH TOJYyOJa M YKCYCHOW KHCIIOTEHI
(1:1, 10 mn Ha 1 r BemecTBa). 2,7-AunoadayopeHOH BhIMAAaeT B BUAE OpaH-
xeBbiXx unI. Beixon 8.64 r (80% or teoperuueckoro), T. mi. 205-206 °C.

AMP H & (m.g., CDCly): 7.39 (1H, g, J 7.8 Tw); 7.67 (1H, g, J 8.2 Tu); 7.91-7.94 (1H, m);
8.06 (1H, u. m); 8.39-8.46 (2H, m).
AMP 13C & (m.a., CDCl,): 96.6; 119.8; 120.9; 123.2; 130.2; 134.1; 144.0; 191.1.

b7.4. Humpo3supoeanue

b7.4.1. N,N-JumeTna-4-HUTPO30aHUIUH
(n-HUTpO30MUMETHIIAHUJINH)

-r.c. 119
~N~ SN ~N~
NaNO, NayCO3
> HCI
HCI/H,0 H,O/acpup
Neo Neo
AdvmeTunanHunuH 5r CuHTe3 npoBoaAT
NaNO, 31r B BbITAXKHOM LIKady
HCI 8.6 mn
Sdup 20 mn
STUNOBbLIN CNUPT 5 mn

a)  N,N-ZJumemun-4-numposoanununa 2uopoxiopuo

B ToncrocTeHHOM cTakaHe, CHAOKEHHOM MEIIAIKON, TEPMOMETPOM M KamelbHOM
BopoHkoii, cmemuBarT 8.6 ma HCl ¢ 51 MUMETHIAHUINHAS, puOaBISAIOT OKO-
70 40 T U3MEeTBYEHHOTO JIbJa W MEUICHHO, NPH IOCTOSHHOM IMepeMeIINBaHUT
n Temneparype He Bbime 10 °C  mpuiamMBaiOT M3 KalelbHOW BOPOHKH B TEUECHHE

CM. mpenbIaymuii CHHTE3.
Yka3aHa TeMmIieparypa necdyaHoi OaHu.

8 I[I/IMGTI/IJ'IaHI/IJ'[I/IH BHOCAT B KHCIIOTY.
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1 gaca pactBop 3.1 r HuTputa Harpus B 10 mur Bombl. CMech OKpamnBaeTCs
B OpaH)XEBBIH LIBET, U M3 HEE BBINAJAIOT XKENThIE KPUCTAJUIBI FHAPOXIOpUIA
n-HUTpo3oauMeTHIaHWINHA. CofepKUMOE CTaKaHa MEPEMEUINBAIOT B TEUCHUE
1 gaca, ocasok OT(HUIBTPOBHIBAIOT, XOPOIIO OTKHUMAIOT CTEKJISTHHOW MPOO0-
KOH, IPOMBIBAIOT 5 MJ 3THJIOBOTO CIUPTA U BBICYLIMBAIOT B 3KCHUKaTope. Bri-
xon 7.2 T (93% ot teopernueckoro), T. mwi. 177 °C.

0)  N,N-Jumemun-4-numposzoanunun

Jln1st BeIZIeTIeHUsT CBOOOTHOTO OCHOBaHHMS COJIb #-HUTPO30JMMETIIIAHWINHA 00padaThI-
BAaIOT B JICTIMTENILHON BOpoHKe 5%-M pactBopoM kapOoHarta Hatpus U 20 mi 3¢wupa.
OcHoBaHue TepexoauT B 3(PUPHBIM CIIOW, KOTOPBIA OTAENSAIOT, a 3aTeM OTTOHSIOT
a¢up. n-HATpO30IMMETHIIaHIUIIH BBIICISETCS B BUAC 3€JCHBIX uemryek. IIpomykr
MOXHO TEpPEKPUCTAIUIN30BaTh U3 IeTponeitnoro s3¢upa. [loxyuaror 3enensie Kpu-
ctauibl ¢ T. 1. 85 °C. TIpoaykT B CyXOM BHZIE CIIOCOOCH K CaMOBO3TOPaHHMIO.

WK (v, cm7"): 1500; 1600; 1340; 1360; 1100; 820
AMP 'H & (m.a., CDCly): 2.87 (6H, ¢); 6.68-6.72 (2H, m); 7.76-7.80 (2H, m).
AMP 13C 6 (m.g., CDCl;): 40.10; 110.30; 125.40; 155.30; 162.96.

B7.4.2. 4-Hutpo3odenou
(n-nuTpo3odenon)

-r.c. 119
OH OH
NaNOZ/HZO
H,SO,
N
0

®eHon 5r CuHTEe3 NnpoBOAAT

NaNO, 46T B BbITAXKHOM WIKady

H,SO, KoHu,. 2 mn

B ToncrocTeHHBIN cTakaH, CHaOXEHHBIM MEIIAIKOH, TEPMOMETPOM M Kalelb-
HOM BOpOHKOMW, momemarT 45 MJI BOABI, PacTBOPSIOT B Hed 4.6 T HUTpUTa
HaTpua W npubaBisAoT 5 r deHona, pacrnnaBieHHoro B 15 mi Bomer. B oty
cMech BHOCAT 60 T M3MENbYEHHOTO JIbJ]a M U3 KalleIbHOH BOPOHKH B TEUCHHE
1 gaca mo KamiAM MpUOABISAIOT XOJOIHBIH PAcTBOP CEPHON KHCIOTHI, TPEA-
BapUTENBHO MPHUTOTOBICHHBINA cMemnennem 2 mi koHi. H,SO, ¢ 7 Ma BOAEL
[IpubaBnenue pacTBopa CepHOIl KHCIOTHI MPOBOIAT MPH SHEPTHUHOM IIepe-
MEIIMBAHNU W HAPY>KHOM OXJIQXKJEHHH PEaKIMOHHOH MAacChl JIBJOM C COJIBIO,
9TOOBI TeMIlepatypa BHYTpH Koi0bl Obla okoso O °C. Ilpum aTo#f TemnepaType
PEaKIIMOHHYIO CMECh NEPEMEIINBAIOT elle 2 Jaca, IOoCe Yero #-HUTPo30(heHoT
B BU/I€ OECIIBETHBIX KPHCTAJUIOB OT(QHIBTPOBBIBAIOT, TPOMBIBAIOT XOJIOJHOH BO-
JIOM 10 HEeHTpambHON peakiuy MPOMBIBHBIX BOJ M BeIcymmBaroT mpu 50-60 °C.
Beixox 5.2 r (80% ot Teoperuueckoro), T. i 133 °C.

VK (v, cm™"): 3000; 1600; 1550; 1320; 1150; 1030; 800; 870.
AMP H & (m.a., AMCO-dg): 6.63 (2H, a8, J ~ 9 Tu); 7.67 (2H, a4, J ~ 9 Tw); 13.0 (1H, yw. o).
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b7.5.  Cynechupoeanue

Bb7.5.1. 4-Merna6en3oacyib(poKuciaora, ruApar
(n-Tosryoscyab(OKMCI0TAa, MOHOTHAPAT)

NAB. c. 156
H,SO, H,O
7 2 - H,0
A
OzH
Tonyon 32 mn CuHTe3 npoBoAAT
H,SO, 88%-A 19 mn B BbITAXKHOM WIKady

B kpyrionoHHyo aByxropiayio koinOy emkocTbio 100 mi, cHabGxeHHYIO
MEXaHUYECKOW MEIIaJKOW M OOpPATHBIM XOJOMHJIBHHKOM, MOMEIIAIOT 32 MII
tonyona u 19 mi H,SO,!. CMmech HarpeBaroT IpU MOCTOSHHOM MEPEMEIIMBAHUY
no ciaboro paBHOMepHoro kumnenus. [IpubausutensHo yepe3 1 uvac, korma
CJIOW TOJIyoJia MPAKTUYECKU MCUYC3HET, HAarpEBaHHWE MPEKPAIIAlOT ¥ BBUIMBAIOT
TemIyr peakuuonHyio cmech B 100 mi Bombl. Ecnum mpu sToM otnmenser-
Cs CIIOH HEMpOpearupoBaBIICTO TOJNYOJa, €r0 OTHCISIOT C MOMOINBIO JeTH-
TEIHHON BOPOHKH U OTOpachiBaloT. OCTaBIIMIICS BOJHBIA PAacTBOP MOMEHIAIOT
B crakaH eMKocThi0 500 My, MOOaBISAIOT aKTHMBHUPOBAHHBIN Yrojib U KHITATIT
0 obeciBeurBaHus pactBopa. OTMIBTPOBAHHBIA OT yriis OCCIBETHBIN pac-
TBOp YMapWBaKOT Ha POTOPHOM HcmapuTeiae no oobema 50 mu, mepeHoCsT
B CTakaH, OXJaXIalT JbaoM 10 5-7 °C u HacemanT ra3zooopasusiv HCIZ,
BrInaBinyio #-TomyoncyIbQOKUCIOTY OTQUIBTPOBBIBAIOT HA MOPUCTOM (DHIIb-
Tpe, THIATEILHO OTXKUMAIOT M CyIIaT B BaKyyM-dKcUkarope Hanm koHI. H,SO,.
OIHOBPEMEHHO B SKCHKATOP MOMEIIAIOT CTAKAHYUK C TBEPIOW IICTOYBIO JIsI
HOTIOMICHUS XJIOPUCTOTO Bomopoaa. Beixon 37.4 r (65% oT TeopeTHueckoro),
1. 1. 104-105 °C.

AMP 'H & (M.4., D,0): 2.37 (3H, ©); 5.09 (3H, ¢); 7.34 (2H, a, J = 8.3 Tu);
7.72 (2H, p, J = 8.3 Tu).

AMP 3C 6 (m.g., D,0): 23.4; 128.3; 132.3; 142.4; 145.3.

B7.5.2. 2,5-IumMeTn0eH30/1cy1b()OKUCIOTA, TUTHAPAT
(n-xcuaoncyabdokuciora, UrHAPAT)

NAB. c. 155
H,S0, H,0 SOsH
A - 2 Hzo

1
2

Hano TouHO BBIZIEpKATH KOHIICHTPAIIHIO.
Iloo mszou!
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n-Kcunon 3.5 mn CuHTe3 npoBOAAT
H,SO, KoHu,. 5 mn B BbITA’)KHOM LIKady

B tpexropmnyio xonby emxocthio 100 mur, cHaOXKeHHYIO MemIanKkod u oOpart-
HBIM XOJONMJIBHUKOM, MOMEIIAT 3.5 MI KCHJIONAa M 5 MIJ KOHII. CepHOH
kucinotel. Cmech HarpeBaloT Ha BoasHoil OGane mpu 90-95 °C B TeueHwme
15 mun. Ilocne oxyaxkJeHHS 10 KOMHATHOW TEMIIepaTyphl pPeaKIMOHHYIO
cMech BpUTHMBAIOT B 8.5 Mu Bogwl, oxmaxknenHoid no 0 °C. Bemmarmyro
n-KCWIONCYIb()OKHUCIOTY OT(QHUIBTPOBBIBAIOT HA CTEKJISHHOM (QIIBTpE, MpO-
MBIBaIOT oxjiaxaeHHbIM 10 5 °C pactBopom 10 mu xonu. HCl B 5 mi Boasl
W THOIATENBHO OTXKMMAIOT. {71 OYMCTKHM OT MPUMECH CEpPHOW KHCIOTHI IO-
JTYYEeHHYIO A-KCHIIOJCYIb()OKHUCIOTY NMEePEeKPHCTANIN30BBIBAIOT M3 PAaCTBOpa
15 ma xonn. HCl u 10 mia Bomet. Beixog 30 r (68% or Teoperuueckoro),
1. 1. 86 °C.

AMP 'H & (m.a., D,0): 1.96 (3H, c); 2.24 (3H, c); 6.87 (2H, ¢); 7.37 (1H, o).
AMP '3C 6 (m.a., D,O): 18.7; 19.6; 126.7; 131.63; 131.68; 132.5; 153.7; 134.0.

b7.6.  Ayunupoeanue

B kauecTBe KaTajm3aTopa MpH NPOBEICHUU PEaKUHMH allMJIMPOBAHHS Hau-
Oonee uacto ucmonb3yercs Oe3Bomubii AlCl; — Gmenno-xenTeiit (nHOTIA
OECBETHBIH) JIETKO THAPOIU3YIOMIMIiCS Nopouok (ABIMHT Ha Bo3myxe). XIio-
pHUI QTIOMHHHUS pa3belacT Koxy, nponykr ero rupponusa — HCl — pasgpa-
xaeT ciausucteie obonouku. Paborars ¢ AICI; caexyer ¢ ocTopokHOCTBIO,
noo mseou. B3BemmBare AICI; crexyeT Takke MakCHMajibHO OBICTPO, MOJ
TATOM MJIM B XOPOILIO BEHTHWJIMPYEMOM IMOMEIICHUH, HEOCPEICTBEHHO Mepe]
BHECEHHEM B PEaKLMOHHBIH cocyn. Ecnu Bo3HHMKaeT HEOOXOAMMOCTh BO BHE-
cenun AlCl; mo vactsm, B3BENIMBAHHWE MPOU3BOASAT B OHOKCE C MPUTEPTOM
KPBILIKOH.

b7.6.1. 1-(4-MeTtokcugeHn1)ITAHOH
(n-ameTHJIAHN30J1, H-METOKCHATIETO(EHOH)

NAB. c. 171
~0
AICI3
2 CCI4
O
AHnzon 10r CuHTe3 npoBOAAT
AICl; 6e3BoaHbIN 14 r B BbITAXKHOM wWKady

Auetunxnopug 86T
cd, 60 mn
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B Tpexropnyio konly emkoctbio 250 My, CHaOXXEHHYI0 MEXaHUYECKOH Me-
IIaJIKO¥M, OOpaTHBIM XOJIOAMJIBHUKOM M KalelbHOW BOPOHKOM, MOMEIIAaroT
14 r 6e3somuoro AICIl;, mo6asstor 60 miu CCl,, nepemermBator 10 MuHyT,
OXJIQXXKJAIOT B OaHEe CO JIBJJOM W IIPH CHIIFHOM IepeMENINBaHUN MEJICHHO IIpH-
KambelBafoT 8.6 T ameTwiIxiopuia, a 3aTeM IMPH OXJaXJISHHH JIBAOM C COJBIO
(~0-5 °C) mpuxansiBaror 10 r anuzona. CMecH JAIOT HArPEThCs 10 KOMHATHOM
TEeMIIepaTypbl, MepeMemnBaoT 1 yac U OCTaBIAIOT HA HOYb. 3aT€M OCTOPOXK-
HOo BbutMBalOT B cMech 150 ma 2 M HCI u 100 r npaa. Tsokenslil opraHu-
yeckud ciaoh otmensior, npoMbiBaioT 2 M HCI (2x25 ma), 1 M pactBopom
Na,CO; (2%25 mi) u Bojoi. PacTBOpHTENbh OTTOHSIOT HA POTOPHOM HCIAPHTEIIE.
Ocrartok meperoHsoT B Bakyyme. Boixox 11.8 r (85% ot TeopeTnueckoro),
T. kun. 163 °C / 28 mm pr. cr.l, 1. mn. 37-38 °C.

AMP 'H & (m.a., CDCl3): 2.49 (3H, ¢); 3.81 (3H, ¢); 6.87 (2H, g, J = 8.9 Tu);
7.88 (2H, o, J = 8.9 Ty).

AMP 3C 6 (m.a., CDCl,): 26.2; 55.3; 113.5; 130.4; 163.3; 196.6.

AHAJIOTHYHO MOXKHO TONY4YUTh: 4-MeTunarierodenoH, Beixoq 85% ot Teopetu-
geckoro, T. kuil. 93 °C / 6 MM pr. cT.; 4-3TUnanerodenon?, Beixon 75% ot Teope-
tueckoro, T. kui. 125 °C / 20 mMm pr. cr.; 4-310oKcnaneropenon®, Boixon 70% ot
TeopeTrnyeckoro, T. kum. 134-138 °C / 13 mM pr. ct,, T. kum. 268-269 °C / 758 MM pr. cT,
T. . 37-38 °C; 4-n-OGyrunauneropenon®, Beixoq 64% oT TeOpeTHUUYECKOTO,
T. kun. 135-138 °C / 15 MM pr. ct.; 6-anetmnrerpanun®, Beixon 70% ot Teope-
THyeckoro, T. kum. 152 °C / 12 mm pr. ct., T. kum. 209-211 °C / 760 MM pt. cT,;
nponrodenon®, Beixox 77% or Teopernueckoro, T. kuim. 85 °C / 7 MM pr. cT.;
oytupodenon, Beixon 80% or Teopernueckoro, T. kum. 74 °C / 3 MM pT. cT.;
kanpodenon’, Beixox 80% ot Teopetnueckoro T. kum. 124-125 °C / 9 mm pr. ct,,
T. . 24.7 °C.

B7.6.2. 1-(2-Tuapoxcu-5-MeTu/aeHus1)ITAaHOH
(2-ruapoxcu-5-mernaaneTodeHoH)

Ilepezpynnupoexa @puca

o NAB. c. 169
o/u\ OH O
AICl,
E —
A

IIpomykT 3acThIBaeT IpH IEPETOHKE, MOITOMY JIydIlle HCIIOIb30BaTh XOJIOAMIBEHUK 0e3 BO-
ISHOI pyOamky.

2 B.7.1V.S. 726.

3 B. 8. Ill. S. 280.

4 B. 7. 1. S. 1170.

5> B.7.8S. 377

6 B.7.1V.S. 680, Opr. T. 1. C. 423.
T B. 7.1l S. 257.
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n-TonnnaueTar 75r CuHTe3 npoBOAAT
AICl; 6e3BofHbIN 8r B BbITA’)KHOM LIKady
HCl KoHu,. 20 mn

B tpexropmiyio konby emkoctbio 250 Mi, cHaOXEHHYIO TEPMOMETPOM U XO-
JTOAMIBHUKOM, BHOCAT 7.5 r m-ToinmiameTaTra W IOCTENEHHO HEOOIbIIUMHU
nopuusaMu go6asnsiror 8 r 6e3BogHoro AICI;. Konby marpesator g0 120 °C
(TemmepaTypa peakIMOHHOW CMECH), BBIICPKUBAIOT MPH 3TOH TeMIeparype
10 MuH, 3aTeM TOPAYYI0 PEAKIMOHHYI0 MacCy MPH MEePEMELINBAHUU BbLIHBA-
10T B cMech 65 r mpaa u 20 mu xonn. HCIY. Tlocne Toro kak nen pacraer,
BBITMIABININN 0CaJ0K OT()HUIBTPOBBIBAIOT, BHICYIIUBAIOT U EPEKPUCTAILIIHN3OBbI-
BalOT M3 METHJIOBOrO crnupta. Beixox okono 6.8 r (91% ot teoperuueckoro),
T. 1. 50 °C.

AMP 'H & (m.a., CDCl5): 2.30 (3H, ¢); 2.60 (3H, ¢); 6.86 (1H, g, J ~ 9 Ty);
7.27 (1H, g, J ~ 9 Tu); 7.49 (1H, c); 12.09 (1H, ¢).

AMP '3C & (m.a., CDCly): 20.5; 26.6; 118.1; 119.3; 128.0; 130.4; 137.5; 160.2; 204.4.

B7.6.3. Aneruiadeppouen

MN-M. c. 45
(0]
O
@ > H3PO,
e + _— e
®eppoueH 9r CuHTe3 npoBoOAAT
YKCyCHbIN aHruapug, 50 mn B BbITAXKHOM WKady

H;PO, KoHu. 2 mn

B Tpexropmyio xoi0y, CHaOXKEHHYIO MEIIaIKOi, TepPMOMETPOM M OOPATHBIM XOJIO-
JWIIBHAKOM, TTOMeImaoT 50 Ml YKCYCHOTO aHTHApHAA M 2 MJ KOHIL. (ochopHOit
KHCIOTHL. llepemMemuBaioT 3Ty cMech B TeueHHe 15 MHUH u 3areM m00aBIAIOT
B kon0y 9 1 deppouena. Harperaror cmech Ha mecyanoit 6ane mo 115-120 °C
U TOIJEPXKUBAIOT 3Ty Temneparypy B Tedenume 20 mun?. Ilocne oxmaxaeHus
mo 20 °C peakmuoHHYI0 CMECh BBEUIMBAIOT B 1 I BOABI W OCTAaBISIOT Ha He-
CKOJIBKO YacOB WJIM Ha HOYb, HO HE JOJBINE, TaK KaK aleTHI(epporeH pasia-
raercs B KHUCIIOW cpefie. BrimaBimmii KOpUIHEBBIN 0CagoOK OT(HIIETPOBHIBAIOT HA
BOpOHKe broxHepa W THIATETHhHO MPOMBIBAIOT BOJOM 1O HEUTPAIBHON PEaKIUU.

Ecnm p€akKMOHHasA MacCa 3aKpUCTAJIJIM30BbLIBACTCA B KOH6e, TO CMCCH JibJla MU KOHII.
COJITHOW KHCIIOTHI }1063BH${IOT B KOH6y.

TepMOMeTp HaxoauTCs B peaKL[PIOHHOﬁ cmecu! Konen TEPMOMETpPaA 3alllUIIEH PE3NHOBLIM
I1JIaHI'OM.
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Ocaok BBICYIIMBAIOT Ha BO3/IyXe, a 3aTeM B BaKyyM-dkcukarope Han P,Os.
[MonyuatoT cMmech deppolieHa U aneTuiadeppoleHa, cyMMapHO okoio 12 r.
3areM 3 I MONYYEHHOM CMECH TOABEPralOT XpOMaTorpadhupoBaHUIo! Ha KOJOHKE
¢ Al,O;. [ns aToro konoHka 3amonusiercs cycrnensueir Al,O; B merponeitnom
s¢upe, a 3aTeM Ha KOJIOHKY HAHOCHTCS B CYXOM BHAe 3 T' HPOJYKTa, Mpel-
BapuTenbHO pactepToro ¢ 5 r Al,O;. @eppolieH smoupyeTcs MeTposeiHHbIM
sbupom (kenTas 30Ha Ha KOJIOHKE), a 3aTeM anetuidepporeH (opaHxesas
30Ha) — cMechlo OeH3on—meTponeitnpiii 3¢up (1:2). PactBopurtens 3 oboux
bpakuuit ynansiercs B BaKyyMme, U ONMpeAessieTcsl BbIXoA (heppoleHa U aneTH-
¢bepporena. UuctoTa NpoayKTOB KOHTpoiupyercs: MetonoM TCX Ha miacTHHKe
«Cunygon». U3 nepsoit Gpakiun o0braHO BeigensoT ~0.3 T ¢eppouena, T. mi.
172-173 °C (B 3amasHHOM Kamuuisipe). DeppoieH MOKHO MPU HEOOXOIMMOCTH
BO30THaTh. M3 BTOpOW (ppakumm OOBIYHO BBIIAENSIOT Oosiee 2 T ameTmidep-
pouena. Cymmapubiid Boixoq 8 r (73% oT Teoperudeckoro), T. mi. 85-86 °C
(u3 meTposneiinoro 3¢upa).

AMP 'H & (m.a., CDCl3): 2.36 (3H, ¢); 4.16 (5H, ¢); 4.46 (2H, m); 4.73 (2H, m).
AMP 3C 6 (m.a., CDCly): 27.4; 69.5; 69.8; 72.3; 79.2; 202.0.

B7.6.4. 1-(9-AuTrpma)ITaHon

(9-amernmmanTpanen)
MMXPwull. Bbin. 23. c. 35

(0]
O AClh
+ _—
QOO ~, Q0

AHTpaueH 75T CuHTe3 npoBOAAT
AueTtunxnopug 20r B BbITAXKHOM WKapy
AICl; 6e3BoaHbIN 114r

HCl koHu. 20 mn

B dgersipexropmnoit xonbe emrocthio 250 Mi, cHaGXeHHON MeXaHHYECKOH
MEIIAJIKOW, OOpPaTHBIM XOJOAMWIBHHUKOM C XJOPKaJIBIMEBOH TpyOKoH, Ka-
MeTbHOW BOPOHKOH M TepmoMeTpoM, B 50 MI cyxoro OGeH30iia pacTBOPSIOT
7.5 r anTpaneHa u mpubaBnIAOT npH nepeMmemuBaHuM 20 T aneTHIXIOPUAA.
PactBop oxnaxxgaror cmechio sbaa ¢ conbio (-5 °C) u mpu 3Toii Temmeparype,
He TIpeKpamas nepeMennBanus, npubasisor nopuuamu® 11.4 r 6e3801HOTO
AICI; B Teuenne 1 waca. Coxepxumoe koyObl nepememuBaior eme 30 MuH,
moclie 4ero JarT TeMmieparype cMmecu mogHathes mo 10 °C. IlomydyeHHBIN
KOMILIEKC KpacHOTO IBeTa pazmararoT cMmeckto 10 r mpma m 20 mMn KoHII.
COJITHOM KHCNOTHL. OTAEnsA0T BEpXHUU OpPraHUYECKUU CIIOH, BOAHBIN cloi

1 Mertomom TCX na mractunke «Cunydom» B GeH307I€ TPEABAPUTENBHO OIIEHHBAETCSA COOT-

HoImeHHe (eppolieHa M aleTIheppoueHa.
2 o 0.8-1r.
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sKkcTparupyrot OeHzonoMm (3%X10 M), OeH30JbHBIC (GPAKIHUKA MPUCOCAHHSIIOT
K OCHOBHOW W OTTOHSIOT OEH30J Ha POTOpHOM Hucmaputene. OcraBmiascs
B KOJIOE r'ycTast Macca IpH OXJIAXJICHUU 3aTBEepieBacT. BBIXOJ TEXHHUYECKOTO
ketoHa coctaBisieT 6.5 r (70% oT Teopermueckoro). BemecTBo pacTBOpsi-
0T B 50 MJI KMIIAMIETO STHUIIOBOTO CIHPTA M TOPAYMHA PacTBOP (GHUIBTPYIOT.
IIpu oxnaxkaeHWH (QUIbTpPATa BHIMAIAIOT CBETIO-KOPUUYHEBBIE KPUCTAJIIH,
T. wi. 74-76 °C. Beixon 9-anerunantpanena 4.6 r (50% ot Teopernyeckoro).

VK (v, cm7"): 1700; 1400; 1200; 880; 750.

AMP H & (m.a., CDCly): 2.77 (3H, c); 7.45 (4H, m); 7.82 (2H, g, J ~ 9 Tu);
7.95 (2H, #, J ~ 9 Tu); 8.40 (1H, ¢).

AMP '3C & (m.a., CDCly): 33.7; 124.3; 125.4; 126.6; 126.7; 128.1; 128.8; 131.0; 136.7; 207.80.

B7.6.5. 1-(2,4-TuruapoxcudeHnn)ITaHOH
(2,4-muruapoxcuanerodeHon)

JI-1U. c. 134
OH OH
ZnCl,
T Todmp
OH OH
O

PesopuuH 3r CuHTEe3 NnpoBOAAT
AueTtoHuUTpUN 15r B BbITAXKHOM WiKady
ZnCl, 1r
ddup 40 mn

B mnockomonHoi konbe emrocthio 100 mur B 20 mu abcomoTHOTO 3duUpa pac-
TBOPSIIOT 3 T pe3opiuHa u 1.5 T aleToHUTpuUiIa, ¥ K MOJYYEHHOMY pPacTBOPY
no6apisaoT 1 r GE3BOAHOrO XJIOpHAA ITUHKA. 3aTeM NP OXJIaXKJACHUHU JIbJOM
JKUJKOCTh HACBIIMIAIOT XJIOPUCTHIM BOAOPOIOM, OCTABISIOT Ha HOYb MJIM Ha
HECKOJIbKO aHeW. K monydeHHOU TycToi mMacce MOOaBISIOT MPHU OXJIAKICHHH
20 mn nenstHOW Bombl. IS OTHEJICHHS NMPUMECEH B PEaKIMOHHYIO Maccy Io-
0aBs0T HebobIIOe KomuuecTBO dhupa (20 Mir), mepeMEIINBAIOT M OTAES-
10T 2QUPHBIA cloW. BOmHBIN cloOl KETMMWHA pasiaraloT MyTeM KHISYCHUS
B TeueHue 15 MUHYT. 3aKpUCTAIIM30BABIIMICS MPU OXJIAXACHUU 2,4-TUTH-
IpOKCHAeTOPEHOH OTAEIAIOT M cylrar Ha Bosayxe. Beixom 2.9 r (70% ot
TEeOpeTHYEeCKoro), T. mi. 143-144.5 °C.

MK (v, cm™"): 3400; 1620; 1600; 1200; 780; 720.

AMP H & (m.g., AMCO-d, CDCl5): 2.51 (3H, ¢); 6.26 (1H, g, J = 2.6 Tu);
6.37 (1H, pa, J = 8.8 n 2.6 Tu); 7.63 (1H, a, J = 8.8 Ty); 10.34 (1H, c); 12.63 (1H, ).

AMP 3C & (m.a., AMCO-ds, CDCly): 26.0; 102.5; 108.1; 112.8; 133.0; 164.6; 164.9; 202.0.



b7. InexmpogunbHoe 3amelerue 8 apomamuyeckom paoy 287

B7.6.6. 2-(4-Merna6en3om1)6eH30iiHAT KHCJI0TA

2-(n- o i
(2-(n-Tosrymn)GeH3oiiHast KHCJIOTA) COM. 6. 1. c. 389

COOH
@)
O
AICl3
+ O —-»
(OTanesbll aHrMapug 10r CunHTE3 NnpoBOAAT
Tonyon 46.2 mn B BbITAXKHOM WKady

AlC, 201

B tpexropayto koi0y emrocTtbio 250 Mj, CHaOKEHHYIO MEMIAIKOW M OOpaTHBIM
xojomuIbHIKOM, rmomeniaror 10 r ¢rareBoro anruapraa u 46.2 M1 Toayona, cMech
OXJIAXKIAIOT TIOTPY>KEHUEM KOJIOBI B 0aHIO co JbA0M. K XOmomHOW peaKIMoHHON
cMecu cpasy npubasmsror 20 r ToiarensHo pacreproro B crynke AlCl,, moce yero
yAAISIOT OaHIO CO JIBIOM M HEMEUICHHO IYCKAIOT B Xoa Mernanky. CMech 3aMeTHO
pa3orpeBacTCs M OKpPAIIMBacTCs B OJMBKOBO-3eieHbIH 1BeT. Korma yepe3 ~10 mu-
uyT Beigenenre HCl Heckombko 3aMemanTcs, KO0y CTaBIT Ha BOASHYIO OaHIo,
KOTOPYIO TIOCTENICHHO HarpeBaroT B TeueHue 45 munyt g0 90 °C; a1y Temmeparypy
MOJICP)KUBAIOT B TeueHHe 2.5 YacoB, BCE BpPEeMs DHEPTUYHO MEPEMEIINBas peak-
IUOHHYI0 Maccy. K KOHIly HarpeBaHWs BBIACICHHE XJIOPHCTOIO BOMOPOAA IOUTH
NpEKpalaeTCs, U PEakiMio MOXKHO CUMTATh 3aKkoHueHHOH. He mpekpamias mepe-
MEIIUBAaHKs B KOJIOE, TOPSUYI0 BOAY B OaHe CHavala 3aMEHSIOT XOJOIHOM, a 3aTeM
Jn00aBysIFOT K Hel Jen. Korjma peakiyoHHas CMECh OXJIATUTCs, K Hel J00aBIsIOT
KyCOUYKH JIbJIa IO TE€X IOp, IOKa TEMHAas Macca MOJHOCTHIO HE Pa3IoKUTCS U 00b-
€M CMECH He JOCTHUTHET IIOJIOBHHBI 00beMa KOJOBI. 3areM n00aBisgroT 15 mut
kouil. HCI, oruero ocamok cOMBacTCs B KOMOK M PacTBOP CTAHOBHTCS CBETIBIM,
CMECh HarpeBarOT Ha KHUIIAIICH BOAsSHON OaHe. M3OBITOK TOIyoJa OTTOHSAIOT C BO-
JSTHBIM T1apOM, PEaKIIHOHHYIO CMECh OXJIKIAIOT, IEKAaHTUPYIOT BOMHBIA CIIOH de-
pe3 BopoHKy BroxHepa M 0CazioK, He M3BJeKas M3 KOJObI, MPOMBIBAIOT HEOOBIIMM
KOJIMYECTBOM XOJIOAHOH BoAbI. Ocamok, ocTaroluiics Ha GUIBTPE, TPUCOSTUHSIOT
K BelecTBy B Koyidoe. OH COCTOUT B OCHOBHOM M3 M-TONYHJI-0-OCH30MHOM KHUCIIO-
Thl, YACTUYHO B KPUCTAUIMYCCKOM COCTOSIHHH, YACTHYHO B BHAC MACISTHHCTBHIX
KOoMKOB. K 3TOMYy OcamKy HMpHOABIISIOT HArPEThIH PACTBOP 5 I' YINICKKMCIIOTO HATPHSI
B 100 M1 BofpI, HarpeBaroOT U nepeMernnBaroT. Uepes ~10 MUHYT KHCIIOTa MEepexo-
JUT B pacTBOp, a MPUMECH OCTAIOTCSA HepacTBOPEHHBIMH. Elre ropsueii KUAKOCTh
(uABTPYIOT, GUIBTPAT TEPEHOCAT B CTAKAH U KHUCIIOTY OCaXIaloT MPHOaBICHUEM
6.5 MJI KOHII. COJITHOM KHCIOTHI. n-TOmyHi-o-O€H30HHas KHCIOTa BBIACISACTCS
B BHJC OBICTPO KpHCTALIM3yIoIIerocss Macia. JKHIKOCTh C OCaJKOM OXJIaXIaroT
JIBJIOM, TPOAYKT OT(HIBTPOBBIBAIOT M CYIIAaT Ha Bo3myxe, 3arem — mpu 100 °C.
Brixon 15.6 r (96% ot teopermueckoro), T. mwi. 138-139 °C.
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VK (v, cm™"): 3400; 1670; 1200; 780; 720.

AMP 'H & (m.a., CDCl3): 2.37 (3H, ¢); 7.18 (2H, g, J = 7.8 Ty); 7.33 (1H, g, J ~ 6 Tu);
7.52-7.64 (4H, m); 8.04 (1H, g, J = 7.7 Tu); 10.22 (1H, yw. c).

AMP 13C 6 (m.g., CDCly): 21.7; 127.5; 129.1; 129.3; 129.5; 130.8; 133.1; 134.4; 142.7;
144.0; 170.8.

b7.7.  Qopmunupoearue

B7.7.1. 2-I'mapokcu-l-nadraabaerun

(2-runpoxcunaTONHBIN aabIern) COM. ¢6. 3. c. 365

CHO
" CHCI NaOH >
+ S
QT+ “eon
B-HadTton 10r CuHTe3 npoBOAAT
dTtaHon 95%-in 30 mn B BbITA)KHOM LIKady
CHCl; 1Mr
NaOH 20r
HCI (d2° 1.18) 17.5 mn

B Tpexropiyio kpynionoHHYI0 KOOy eMKocThio 250 mut, cHaOkeHHY0 (D (heKTHB-
HBIM OOpaTHBIM XOJOAMIHLHUKOM, MEIIAIKON W KalleJIhbHONH BOPOHKOH, MOMEIAIOT
10 r B-nadroma u 30 mur 95%-ro sTanona. IlyckaroT B XOm MEMIAIKy H OBICTPO
npuOaBIISIOT K comepkuMomMy Kostobl pactBop 20 r eakoro Harpa B 41.5 M1 BOIBI.
IonydyeHusIdi pacTBOp HarpeBaroT Ha mapoBoi 6ane no0 70-80 °C u npubaBisoT
K HEMY IO KaruisM xsopogopm. TTocrie Toro Kak peakius HadHETCs , TaIbHEHIIEro
HarpeBaHusi He TpeOyeTcs. XimopodopM MPUOABIISIOT CO CKOPOCTHIO, HEOOXOTUMOH,
4yT00OBI TOIIEPKUBAThL CIIOKOMHOE KumeHre cMecu (~0.5 gaca). Korma npubasienue
MpUOKASTCS K KOHILY, B OCAJIOK BBINAIAET HATPUEBAsl COJIb THIPOKCUHAPTOHHOTO
anpreruaa. [locae Toro kak Bech xjopodopm OyaeT mpubaBieH, MepeMelTHBaAHUE
MPOAOJDKAIOT B TEUEHHE ele oaHoro 4aca. CnupT ¥ M30BITOK XJopodopMa OTro-
HSIOT Ha BOIsHOW OaHe. K ocTarky mpu SHEpruvHOM IepeMElIMBaHUH TTPUOABIISIIOT
mo karsM koHi. HCl mo xucmoit peakimu cpesbl. BoigenuBiieecst TEMHOE Macio
CMEIIaHO CO 3HAYUTENTHbHBIM KOJMMUecTBOM xnopuma Harpus. s ynamenus NaCl
MpUOABIISIOT JOCTATOYHOE VISl €r0 PACTBOPEHHUS KOJIMYECTBO BOZBL. 3aTeM Macio
OTJIEJISIFOT Y MPOMBIBAIOT HECKOJIBKO pa3 ropsiueid Bogoi. Ilocne meperoHku B Ba-
Kyyme nonydaior 8.7-9.5 r cmabo okpamieHHoro BemiecTBa ¢ T. kum. 177-180 °C
/ 20 MM PT. CT.2, 3aTBEpAEBAIONIETO IIPU OXJAXICHUH. L[BeT AUCTHLIATA B OT-
JeTIBHBIX OIBITAX Pa3IM4eH; OH MOXET OBbITh 3€JeHBIM, PO30BbIM HIIH SHTAPHBIM.
Boixon 5.7 r (48% or teopetuueckoro)®, T. mi. 79-80 °C.

O Hayajie peakUuuy MOKHO CYIUTh 110 IoJly0OMy OKpAIIMBAHUIO PEAKIIMOHHOW CMECH.
Wiu 163-166 °C / 8 mm pr. cr. UToObl n30exkaTh pasjiokeHus, Jiydine paborarsh npu Gosee
HU3KOM JIaBJICHUHU.

Tlocne nepexpucrammusanuu u3 cnupra (~7 mr).
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AMP 'H 6 (m.a., AMCO-d,, CDCly): 7.16 (1H, A, J ~ 8.5 Tw); 7.38 (1H, 7, J ~ 7.5 Tu);
7.57 (M1H, 7, J~75Tu); 779 (1H, o, J ~ 8 Tu); 8.00 (1H, g, J ~ 8.5 Iu);
8.69 (1H, A, J ~ 8.5 Iy); 10.81 (1H, ¢); 12.44 (1H, yw. c).

AMP 3C & (m.a., OMCO-d,, CDCl5): 111.9; 118.7; 120.7; 124.1; 127.5; 128.9; 129.0; 132.2;
138.4; 164.1; 193.3.

B7.7.2. 9-AnTpanenkapoajbaerun
(9-anTpanabaerun)

J. Am. Chem. Soc. 1953. V. 75. P. 989

CHO
@
+ N—CHO + POCI; — 7H0, ©©©
/

AHTpaueH or CuHTe3 npoBOAAT
OumeTtundopmamumg cyxom 8r B BbITA)KHOM WKadpy
o-AuxnopbeHson 10 mn
POCl; 14r

B ugerpipexropiyo konby emxocthio 500 mi, cHaOXkeHHYIO OOpaTHBIM XO-
JONMIBHUKOM C XJOPKaJIBIUEBOH TPyOKOH, TEpMOMETpPOM, KaleIbHOU BO-
POHKOW M MarHMTHON Memankod, momemarT 9 r aHTpameHa, 8 T cyxoro
oumetuiadopmamuaa, 10 ma o-muxnopbensona. K momydenHnoit cmecu mpu-
6asnsror mo kamasm 14 © POCI; ¢ Tako#t ckopocThio, 4TOOBI TeMreparypa
He npesbimana 35-40 °C. CycneHsus mnepeMenInBaeTcs W HarpeBaeTrcs Ha
BOJIIHOM GaHe 70 MOJHOTO PacTBOPEHHUsS aHTpaleHal, mocje Yero HarpeBaHue
MIPOJOJKAIOT €€ OKOJO 2 YacOB, KOHTPOJIUPYS IOJHOTY MPOTEKAHUS peaK-
OUH METOJOM TOHKOCIOWHOW Xpomarorpaduu. 3aTeM PEeaKIHOHHYIO CMECh
OXJaXJal0T, HeliTpanusyoT 1 M pacTBopoM ameTaTa HaTpHUs U pa3OaBISIOT
Bomoit mo0 1 1. PeaknumoHHYI0O Maccy OCTaBISIOT Ha HOYb B XOJIOJUIIbHHU-
Ke. BpimaBmuii xeNThiii 0CaloKk QUIBTPYIOT U MEPEKPUCTAIIM30BBIBAIOT U3
JEISIHOW YKCYCHOM KHCIOTHI, HCIONB3YySd KOIOy ¢ OOpaTHBIM XOJIOIHUIBHU-
koM. OcafoK OT(GUIBTPOBHIBAIOT M MPOMBIBAIOT HEOONBITUMHU KOJTUYECTBAMU
KHCJIOTHI M XOJOJHOTO MeTaHoina. Beixon 6.6 r (63% or TeopeTHUECKOTO),
T. 1. 104-105 °C.

VK (v, cm7"): 1670; 1600; 1420;1050; 890; 720.

AMP 'H & (m.a., CDCl3): 7.49 (2H, 1, 8, J ~ 85 Tu ); 7.60 (2H, T, 8, J ~ 8.5 Tu);
7.94 (2H, g, o, J ~ 8.5 Tu); 8.52 (1H, c); 8.88 (2H, A, &, J ~ 8.5 Mw); 11.39 (1H, ).

AMP '3C & (m.a., CDCly): 123.4; 124.5; 125.5; 129.0; 129.1; 130.9; 131.9, 135.1; 192.8.

! Ecnu pacteopenue B Teuenwe 30 MHH He OyJET MONHEIM, HEOOXOAMMO NOOABUTH €Ille

5 mu puxiopOeHsona.
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b7.8.  Ankunupoeanue
Bb7.8.1. H3onponuiadenson

-r.c. 157
AICI
Mponunxnopwng 10 mn CuHTEe3 NpoBOQAT
AICl; 6e3BOAHbIN 2r B BbITA)KHOM WIKady
beHson cyxom 100 mn

B tpexropnyro KpyrionoHHY0 KoiOy eMKocThio 250 My, cHaOXeHHYIO Me-
IIaJIKOH, KareIbHOW BOPOHKOW M OOpATHBIM XOJOMIMJIBHHKOM, BHOCAT 80 M
cyxoro Oenzona u 2 r usMmenwdeHHoro Oe3Bopnoro AICI;. KonGy narpesatot
Ha BoasHoi Gane mo0 80 °Cl. K Harperoii CyCIEH3MM IO KaIUIAM JOOABISIOT
pactBop 10 Mt mponmnxiopuaa B 20 mi Oen3omna. PeaknnoHHyI0 cMech BbIIEp-
KuBatoT 1ipu Temneparype 80 °C 10 TpeKpalieHns BhIETIEHHs XJIOPOBOI0OPOa’
W BBUIMBAIOT B cTakaH co jgbpgoM U 10%-m pactBopom HCI. Oprannyeckwuit
cioii ormensrot, mpomeBatoT 10%-m pactBopom NaOH, Bomoit 1o HeliTpanbHON
peakiuu U cymar npokaneHHbIM CaCl,. BricynieHHBIH pacTBOp MEPEroHSIOT
n3 KonObl Biopia, oTroHsAs cHavama OEH30JI ¢ BOASHBIM XOJIOMMJIBHHUKOM, a 3a-
TE€M H30MPOMMIOEH30JI ¢ BO3XYIIHBIM XOJOAMJIBHHKOM; COOMpPAIOT (PpaKIHio
¢ T. kun. 151-153 °C. Beixon 10 r (74% ot Teopermueckoro); nZ’ 1.4913.

MK (v, cm™"): 1450; 1430; 1050; 750; 700.
AMP 'H & (m.a., CDCl3): 1.25 (6H, g, J = 7 Tu); 2.89 (1H, cenr, J = 7 Ty); 7.14-7.26 (5H, m).
AMP 3C & (m.a., CDCl5): 24.0; 34.2; 125.7; 126.4; 128.3; 148.8.

B7.8.2. mpem-Byrnaéenson

AICI

mpem-byTnnosbin cnupT 74r CuHTe3 npoBOQAT
AICl; 6e3BOAHbIN 6.7 1 B BbITAXKHOM WiKady
beH3on cyxom 45 mn

HCl, 2 M pacTtBop 80 mn

B getbipexropnyto koily emMkocThio 250 M, CHAOKCHHYI0 MEXaHUYECKON Mela-
KOH, 00paTHBIM XOJIOMUIHBHUKOM, KaleJIbHOW BOPOHKON M TEPMOMETPOM, JOXOS-
MM 0 IHa KoJOBI, BHOCAT 45 M cyxoro Oensosna u 6.7 r 6e3soxuoro AlCI;.

TepmomeTp B Game.

2 KOoHTpONb TI0 CMOYEHHOH BOMON HWHIMKATOPHOU Gymare.
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[pu sHEpruYHOM nepeMeIuBaHuy 100aBIISIOT O KaIwiaM 7.4 T mpem-OyTHIIOBOTO
CIMpTa, TOIICPKHBasi TEMITEpaTypy peakuuoHHo# cmecu B uHTepBanie 20-30 °C.
[locne 3TOTO pEaKIMOHHYIO MAacCy OCTaBIISIOT Ha HOYb. 3aTeM €€ BBUIMBAIOT
B cMech 400 r kxomortoro yeaa u 80 M 2 M HCI, otnenstor Bepxuuii GeH30I1b-
HBIN CIIOW B JICJMTEIIBHOW BOPOHKE, a HIDKHUN DKCTPArupyroT sgupom (2%25 mi).
Opranundeckre (Qpakiuu OOBEAMHSAIOT, PACTBOPUTENb YIAISIOT Ha POTOPHOM
HCIapuTee, a ocTaToK mneperousor. Beixox 8.9 r (70% ot TeopeTnyeckoro),
T. kum. 165-170 °C; n¥ 1.4980.

AMP 'H & (.4, CDCLy): 1.32 (9H, ¢); 7.16 (1H, T, J ~ 8 Tw); 7.28 (2H, 7, J ~ 8 Tw);
739 2H, , J ~ 8 Tu).

AMP 3C 6 (m.g., CDCly): 31.4; 34.6; 125.2; 125.4; 128.0; 151.0.

Ananorudyso! MOXHO MONyuuTh mpem-amunden3on®. Boixox 60% ot TeopeTu-
yeckoro; T. kum. 188-191 °C; nZ 1.4910.

b7.8.3. Bensnadensoua

(mudennameran) o c 158
+ — >
beH3on cyxom 50 mn CuHTe3 npoBoAAT
AICl; 6e3BoaHbIN 5r B BbITA)XKHOM WKady
beHn3sunxnopug 12 mn
HCl KoHU. 80 mn

NaOH, 5%-»n pactBop

B tpexropnyio KpymIiogoHHYIO K00y eMKocThio 250 My, cHaGXEeHHYI0 Memra-
KOM, KareabHOH BOPOHKOH M 0OpaTHBIM XOJOAMIBHUKOM, BHOCAT 50 Mi cyxoro
Oensona u 5 r usmensueHuoro 6ezBoxHoro AlCI;. Konby oxnaxkaarot Bogo co
JBAOM W TPW TIEPEeMENINBAHNHU NMPUOABIAIOT MO KA 12 My OeH3mIxmopuaa.
Bo Bpems peaknuu OypHO BbLAENseTCs XJopoBopopon. Korma ero BeigeneHue
MIPEKPaTUTCS, CMECh BBIACPKHUBAIOT NPH OXJKJICHWU B TedeHue 15 muH. 3arem
B koiOy BHOCAT 40 T M3MENBYCHHOTO JIbJA W TOAKUCIAIOT cMech KoHi. HCI
70 KUCJOW pEeaKIuu Cpenbl, IEPEHOCIT B JNENHUTENbHYI0 BOpOHKY. OpraHu-
YeCKHH CIOW OTHENSAIOT, IPOMBIBAIOT 5%-M pacTBOPOM THIAPOKCHIA HATpHS,
BOAOW 10 HEHTpPambHONH peaknWH, CymaT OEe3BOAHBIM XJIOPHUAOM KaJIbIIHS.
ben3onm OTTOHSIOT Ha POTOPHOM HCIApUTENE, OCTAaTOK NEPEroHSAIOT B BaKy-
yMe C BO3IyHIHBIM X0noauabHukoM. Beixox 10.5 r (61% or teopernueckoro)?,
T. kuin 145 °C / 22 mm pr. cr.; n® 1.5770, 1. 1. 22-24 °C.

VK (v, cm™"): 1500; 1450; 730; 700.
AMP H & (m.g., CDCLy): 4.32 (2H, ¢); 7.53-7.56 (6H, m); 7.60-7.66 (4H, m).
AMP '3C & (m.a., CDCl,): 41.8; 126.0; 128.4; 128.8; 141.0.

Hcnonb3ys TUMETUIITUIKAPOUHO.
2 0. o | m Il. c. 285.
3 Jludenunmeran — GecCLBETHOE KPUCTAIIMUECKOE BEIIECTBO C LIUTPYCOBBIM 3aMaXOM.
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B7.8.4. BeH3ruapuiadensoJ

(Tpudrennameran)
J. Am. Chem. Soc. 1918. V. 40 P. 791

o @©
©—> ©

beHson cyxom 140 mn CuHTe3 npoBoaAT
AICl; 6e3BoaHbIN 61 B BbITAXKHOM WKady
beHsrngpon cyxon 8r

B tpexropiyro xonly, cHaOXEeHHYI0 MEIIAJIKOH, KallelbHOW BOPOHKOM 1 oOpar-
HBIM XOJIOJMJIBHUKOM C XJIOPKaJbIIMEBONH TPpyOKOH, MOMEIIaT 6 r 6e3BOAHOTO
AICIl; 1 100 mxn cyxoro OeH3ona. 3areM NpH HApY)KHOM OXJKACHUH JIbJIOM
1 TIepeMeInBaHuN 100aBISIOT U3 KaleJIbHONH BOPOHKH PacTBOp 8 T BHICYIIEH-
Horo Oensrunpona B 40 M cyxoro 6eH3071a M OCTaBISAIOT PEaKIMOHHYIO CMECh
Ha HOYb IIpU KOMHAaTHOM Temneparype. Ha apyroil 1eHp ee BBUIMBAIOT B CMECH
200 r mpma B 72 ma 2 M HCI. Boaubiii cioii OTAEAAIOT W OTOPacChIBAIOT,
a opraHuveckuii ciod mpombiBatoT nocienosarensHo 30 ma 2 M HCI u Bo-
nou (2x25 mut). Cymar npokanenHsiM CaCl,. BeH301 OTrOHSAIOT HA POTOPHOM
HCHapuTelie, a OCTATOK MEePeKPHUCTAIN30BbIBalOT U3 dTanona (6 r u3z 20 mu).
Beixon 4 r (33% or teoperuueckoro), T. mwi. 90-91 °C.

AMP 'H & (m.a., CDCl3): 5.54 (1H, ¢); 7.09-7.28 (15H, m).
AMP 3C 6 (m.4., CDCly): 56.8; 126.2; 128.2; 129.4; 143.8.

b7.8.5. IlukjaorekcuiadoeH3on

0000

COM. c6. 2. c. 567

beHson cyxon 53 mn CuHTes npoBoaAT
LinknorekceH cyxon 20 mn B BbITAXKHOM WIKady
H,SO, KoHu,. 5mn

B tpexropnyro koa0y, cHaOXEHHYI0O MEXaHHYECKOW MeENIaJKOW, Kaleib-
HOW BOPOHKOH M TEpMOMETpPOM, IMOMemarT 53 MI cyxoro OeH30Ja
n 5 mun xoun. H,SO,. K oxmaxneHHOW peakIMOHHON CMECH HpPH IOCTOSH-
HOM TepeMemnBaHuy B TedeHHe 30 MHH MEIJIEHHO IO KaIuIsIM J00aBIISIOT
20 M3 cyXOro IUMKIIOTEKCEHa, Clens 3a TeM, YTOOBI TeMIepaTypa MOJAepXKH-
Banach B mHTepBane 5-10 °C. Ilocme Toro xak mpubaBiIeH Bech MUKIOTEKCEH,
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nepeMennBaHnue MpoJoKaT emle B TeueHue 1 yvaca. OTAENSAOT yriieBo-
JOPOJHBIN CIOW, OXJTAXAAIT €ro JbJAOM M MPOMBIBAIOT XOJOIHOW KOHII.
H,SO,! (2x5 mi). 3aTeM NpoAyKT NPOMBIBAIOT TEMIoi? Bomoi (2x25 mi),
3%-m pactBopom NaOH (2x15 mu) u BHOBB Bomoit (2%25 mu). OpraHudeckuii
crnoit cymat mpokaneHHbiM CaCl, U meperoHs0T U3 KOJIOBI C BBICOKHM Jie-
(dbaermMaTopoM, cobupas MUKIOTeKCIIIOeH30) B mHTepBaie 238-243 °C. Beixon
22 r (68% ot Teoperuyeckoro), T. kun. 238-243 °C.

AMP H & (m.g., CDCl3): 1.25-1.41 (5H, m); 1.72-1.89 (5H, m); 2.48 (1H, m);
7.13-7.29 (5H, m).

AMP '3C & (m.a., CDCly): 26.2; 26.9; 34.5; 44.6; 125.7; 126.8; 128.2; 148.0.

B7.8.6. 2,6-Au-mpem-06yTnnantpanex
K. O6w. Xmm. 1986. T. 56. C. 392

000~ L OUQ

AHTpaueH 5r CuHTe3 npoBoAAT
mpem-bytunxnopng 1Mr B BbITSDKHOM WwKady
AICl; 6e3BoaHbIN 02r

CCl, cyxon 40 mn

B Tpexropnyro KpymIOJOHHYIO KOOy emMkocThio 250 M, cHaGXEHHYHO Me-
XaHUYECKON MEIIaNKoi U O0OpaTHBIM XOJOAMIBHUKOM, BHOCST 5 T' aHTpaleHa
B 40 M1 cyxoro uereipexxaopuctoro yraepoaad, 0.2 r 6e3BomHOro xjopuaa
amomuHusA B 11 T mpem-Oytunxnopuaa. PeakiimoHHYI0 cMech TepeMelninBa-
T 1ipu 75 °C B TeyeHme 2 yacoB. [1o OKOHYaHUHW pEaKIIUU PEAKIIHOHHYIO
Maccy oxJaxaaiT, npubasisor 30 ma rekcana’, ocagok OTQHILTPOBBIBAIOT
U [EPEKPUCTAILIN30BEIBAIOT U3 rentada. Beixox 6.1 r (75% or Teopernyecko-
ro), T. wr. 253 °C.

MK (v, cm™): 1450; 750.
AMP H 6 (m.4., CDCly): 1.3 (18H, ¢); 7.4 (2H, c); 7.8-7.9 (6H, m).

H,SO, mpoMBIBAIOT NSl MIPEBPAIICHHS JHIHKIOTEKCUICYTb(haTa B KHCIBIA LUKIOTEKCHI-
cynbdaT, KOTOPBIN Aaiee MOKET OBITH OTMBIT.

2 50 °C.

MOXKHO HCIIONB30BaTh B Ka4eCTBE PACTBOPHUTENS AUXIOPITAH.

Wnu nerponbHOTO 3dupa.
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b8. HYKNEOOUNbHOE 3AMELLEHUE B APOMATUYECKOM PALY

B8.1. 1-(2,4-TunnTpodenust)ruapasuH
(2,4-muauTpodeHnaruapasuH)

Nab. c. 183
cl CH,COONa NHNH;
+ NoHyH, O —

O,N NO, EtOH  oN NO,
2,4-InHnTpoxnopbeHson 101 r CunHTe3 npoBOAAT
DTMNOBbLIN CNUPT 90 mn B BbITAXKHOM WIKady
CH;COONa 4.7 r
lmgpasmHrugpat, 70-80%-n pacTBop 3r

B Tpexropimoii konde eMkocThio 250 MiI, CHAOKEHHON MEXaHUYECKON MEIIAIKOH,
KarelbHOH BOPOHKOM M OOpaTHBIM XOJNOAWIBHUKOM, B 50 M 3THIIOBOTO crmupra
pacteopsior 10.1 1 2,4-munuTpoxnopbensonal. 3aTeM B peaklMOHHYIO CMECh IIPH-
0aBIIIOT pacTBOp, MOMYYCHHBIN cMerieHreM 30 MIT STHIOBOTO CHHpPTA, 25 MIT BOIBI,
5.7 r anerara kanmus (wim 4.7 T anerara Hatpusi) u 3 T 70-80%-ro ruppasuHruapa-
Ta?, KUnATaT cofepuMoe KoJIObl C 0OPAaTHBIM XOJIOAMILHUKOM MPHU TIOCTOSHHOM
nepemenrBanuy B Teuenne 1 yaca. OcHoBHas Macca 2,4-THHUTPOGECHUITUIPA3HHA
BbINajiacT B TedeHue nepBbix 10 MuH. [0 OKOHYAHHMK KUTISTYCHHUSI CMECh OXJIax/a-
10T B JICISIHOM BOJIE, 0CaJ0K OT(GHIIBTPOBBIBAIOT HA BOPOHKE BroxHepa U mpoMbIBa-
10T cHadana 10 ma terwtoro (60 °C) stumoBoro cnmpra®, a 3arem 10 mn HarpeToii
1o 80-90 °C Boap! u cymar Ha Bo3myxe. Beixon 6 T (60% ot TeopeTnueckoro);
T. 1. 190-192 °C (c pasn.). IIpenapaT MoxeT ObITh MEPEKPUCTAIIM30BAH W3
n-Oytunosoro crmpta (30 mi Ha 1 r 2,4-AMHUTPOGECHIITHAPA3UHA).

AMP 'H & (m.a., AMCO-dg): 5.01 (2H, ywwup.c); 7.62 (1H, g, J = 9.5 Tu);
8.19 (1H, an, J = 9.5 v 2.5 Tw); 8.74 (1H, A4, J = 2.5 Tw); 9.97 (1H, ¢

AMP 3C 6 (m.a., AMCO-dg): 115.5; 123.4; 127.5; 129.5; 134.2; 149.2.

Bb8.2. 4,4'-TaauTpoandeHnIoBbIii dpup

Memoo A (peakyus Ynvmana) NAB. c. 182

OZN@I . HO@NOZ _KeCOs, Cu_ 021\14<C:>>704<C:>>—No2
225°C, 6 yac

BbI3bIBaET 0KOTH KOXHU.

Bonublii pacTBOp ruapasuHruapara 6osiee HU3KOH KOHIIGHTPALMU MOKHO CKOHLIEHTPUPOBATh,
CMelIaB C JABOMHBIM 00beMOM Kcuiiona M 3aTeM otorHaB mpu 70 °C a3eoTpomHylo cMech
kcuiona u Bozasl. Ilocie atoro mpu 118-119 °C meperonsitor 85%-ii ruppasuHruapar.
['mapa3uH sA0BUT.

Jns ynaneHus: HempopearupoBasiuero 2,4-IuHUTPOXIOpOeH30Ia.
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I Cu-
a) Ipuzomosnenue KAmaauzamopa NAB. c. 186

CuSO,'5H,0 10r
Zn-nbinb 4r

10 r CuSO,5H,0 pactBopsiror B 35 MJI HOAKHCIEHHOH Topsiuel Bomwil. ITo-
JyYEHHBIH pacTBOP OXJIAKAAIOT 0 KOMHATHOW TeMIepaTyphl, 3aTeéM INpH HH-
TEHCHBHOM II€PEMEIINBAaHUN JT00ABIIIOT HEOOIBIINMH MOPIHUAMHA 4 T IIHHKOBOI
NBUIA 710 MOJHOTO O0ECIBEYMBAHHUS PACTBOPA. BhImaBmuii ocamok? oTaens-
10T JI€KaHTalUeld U HECKOJIBKO pa3 IpPOMBIBAIOT BOAOW. I yhnaneHus LIMHKA
K OCaJKy INpHU NepeMemuBaHuu no0aBisiorT mo kamwmim 5%-ro H,SO, mo Tex
Iop, MoKa He TPEKpaTHTCS BBIIEICHHE Bopopoaa. KpacHBIH MOPOIIOK Menu
OT(UIBTPOBBIBAIOT, IPOMBIBAIOT AUCTHILIMPOBAHHON BOMOM M XpaHSAT IOJ CJIO-
€M BOJBI B XOPOIIO 3aKpBITOHW CKIsTHKE. llepen ymorpebieHHeM BBICYIIMBAIOT
MOCJIEeIOBAaTENbHEIM MIPOMBIBAHUEM CIIUPTOM H abc. dUpoM.

0)  Peaxyus CU-axmueuposanno2o apomamuiecko2o
HYK1e0DUNbHO2O 3aMmelyens

K,CO; npoKaneHHbINn 4r
n-HutpounopbeHson 5r
n-HutpodeHon 12r
Cu (kat) 02r

B crynke tmarenbHO pactupator cmech 4 1 mnpokaiernHoro K,COg,
12 r n-autpodeHona, 5 r n-uurponondensona u 0.2 r MeIHOTO Karaau3aTopa.
3areM TONYYCHHYH CMECh MEPEHOCAT B ABYXTOPIYIO KPYTIOJOHHYIO KOJIOY
eMKOCThi0 50 M1, CHaOKEHHYIO BO3AYIIHBIM XOJIOMUIBHUKOM C XJIOPKAITBIIUCBOM
Tpy6Okoii u Tepmomerpom®. Koy marpesator mipu 225 °C B Teuenue 6 uacos
Ha mecyaHoi Oane. 1o OXJaKACHUH K PEaKIHOHHON Macce M0OABNISIOT MPH
nepeMeniuBaHiu 25 M BOJIBI M OTQUIBTPOBHIBAIOT 00Pa30BaABIIYIOCS CYCIICH-
3HI0 Ha BOpoHke BroxHepa. TBepaplil MPOIYKT MPOMBIBAIOT Ha (uibTpe 15 M
10%-ro pactBopa NaOH, Bomoii m BBICYmIHBAarOT Ha Bo3myxe. llemeBoi mpo-
aykt skcrparupytot CHCI; B ammapare Coxcnera B TedeHue 12 wacos, 3arem
CHCI; ynanstor B Bakyyme BojocTpyiiHoro Hacoca. Beixom 3.1 r (60% ot
TEOpETUYECKoro), T. mwi. 143 °C4

Memoo B (MW-akmueauus apomamuueckozo HyKieo@uibho2o 3ameuieHus)

Org. Letters. 2003. V. 5. P. 2169

K,CO3, AMCO
O,N | + HO NO, ——  » OoN O NO,
MW, 10 MuH.

Job6asmsror 3-5 kxamens kxoHI. H,SO,.
Menp u UUHK.

[lapuk TepMoMeTpa B peaKIMOHHOIH CMECH.
ITocne mepexpucTaIU3anuy U3 STaHOJA.
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K,CO; npoKaneHHbINn 276
n-Hutpoxnop6eH3on 1.57r
n-HutpodeHon 1.67 r
JMCO a6c. 50 mn

B konby Dpnenmeiiepal emkocteio 100 ma momemaror 50 mu a6e. JIMCO,
a 3areM npubasusgior 1.57 r n-HUTpoxmopOeH3ona, 1.67 r n-HuUTpodeHona,
2.76 T menkomucnepcHoro 6e3BomHoro K,CO,5. PeakimonHyio koia0y HECKOIBKO
pa3 BCTPAXMBAIOT U MOMEIIAIOT B OBITOBYI0 MHKPOBOJHOBYIO Neub? Ha 10 mu-
HyT. PeakiMOHHYI0 CMECh OXJIaXTarT 10 KOMHATHOW TEMIIEPaTyphl’ W NpH
NepeMEIIMBaHIH TPHIUBAIOT JICISHYIO BOIAY IO IOJHOTO OCAaXICHHS POAYK-
ta peakuuu. [lomyueHnyio cmech nmepememmBaioT enie 30 MHHYT, 0CaloOK OT-
(GUIBTPOBBIBAIOT, IPOMBIBAIOT Ha (UIBTPE NUCTUIUIMPOBAHHOW BOJOHM M CymiaT
B BakyyMe 110 NOCTOsiHHU Maccel. Beixom 2.1 r (83% or Teoperuueckoro),
T. 1. 138-140 °C*

B8.3. 2,4-IuautpodeHo

NAB. c. 184
|
c NaOH OH
E—
0N~ C:No2 H0 o N C:No2
2,4-AnHntpoxnopbeHson 25r CunHTe3 npoBOAAT
NaOH 1.3r B BbITAXKHOM WKady

B xpyrogonHoit konbe emkocThio 100 M1, cHaOXKEHHOW OOPATHBIM XOJOIHIIb-
HUKOM, KUIATAT cMech 2.5 T 2,4-muautpoxiopben3ona, 1.3 r teepmoro NaOH
u 50 ma Bogwl. Korma pacTBop cTaHeT MpoO3pavyHbIM, KUISYCHHE MpeKpaiia-
101°. PacTBOop (unbTpyror eme ropsuum u noaxucisaror konu. HCl mo kucnoii
peakuuu cpensl. ITocie OXNaxKAeHUS BbIACTUBIIHNCS 2,4-TMHUTPO(EHOT OT-
(UIBTPOBBIBAIOT Ha BOPOHKE BrOXHEpa, MPOMBIBAIOT BOJOW, BBICYIIHBAIOT Ha
BO3MIyXe W MEePeKPUCTALIN30BBIBAIOT 13 50%-ro BOIHOTO 3THUIOBOTO CIHPTA.
Beixon 1.9 r (85% ot Teopernyeckoro); T. . 111-113 °C.

AMP 'H 6 (m.a., CDCl3): 7.34 (1H, g, J = 9.1 Tu); 8.44 (1H, aa, J = 9.1 Ty wn 2.7 Ty);
9.03 (1H, A, J = 2.7 Tu); 10.99 (1H, ywwup. c).

AMP '3C & (m.a., CDCly): 121.2; 121.8; 131.6; 132.6; 140.2; 159.0.

W3 nupekca.

2450 MTI'w, 300 BT
TCX-KOHTpOIB.

UYucrora npoxykra 98-99%.
~1.5-2 yaca.

g oA W NP
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B8.4. 1-(2,4-TunurpodeHnt) nuNepuaHH
(N-2,4-quHuTpodeHHANUNEePUINH)

( JIAB. c. 184
O >
/@ EtOH /@
O,N NO,
2,4-AnHnTpoxnopbeHson 15r CunHTe3 npoBOAAT
MNunepnguH 172 r B BbITAXXHOM LWKady

STaHon 25 mn

B xpyrnononnyro kxondy emkocThio 125 mi momemator 1.5 v 2,4-muHUTpO-
xnopbensona, 1.72 r munepuauaa 1 25 M stunoBoro crupta. Ilpucoenunsior
K KoJOe OOpaTHBIA XONOMWIFHUK W HarpeBaroT cMmech 10 MUH Ha BOISHON OaHe
mpu 85 °C. 3areM ynmansioT 0aHIO W JAIOT PEAKIMOHHONH CMECH OXJIAIHUTBCA IO
KOMHAaTHOH Temrieparypsl. Ecim mpomyKT peakiiiy BhINAfaeT B BHIE Macia, cTapa-
I0TCS BBI3BATh KPUCTAJUTM3ALMIO HOTHPAHWEM O CTEHKH KOJIOBI CTEKJITHHOH ITaiod-
KOI TIpH OTHOBPEMEHHOM OXJIKACHHH JIBAOM. B HEKOTOPBIX Ciydasx OKa3bIBAaeTCS
TIOJIE3HBIM OT/ENUTH MACIIO JIeKaHTanuel W JO0OaBUTh K HEMY HEOOJIBIIYIO TTOPIHIO
crmpra. Brimasmme opamkeBble KPHCTALIE! OT(IIBTPOBHIBAIOT Ha BOpoHKe broxme-
pa, MPOMBIBAIOT Ha (HIBTPE TMociaeaoBarebHo 20 MII BOABI M 5 MIT OXJIQKAEHHOTO
BO JIAy STHJIOBOTO CIMPTa M BBICYIIMBAIOT MEXAY JIUCTaMHU (PHUIBTPOBAIBHOM
oymarn. @unerpar Harpesaror 10 70 °C Ha mmTKe B cTakaHe eMxocThio 100 mur
W MEJIEHHO TIpY TepEeMEINBaHNH J00aBIAIOT K HeMy 25 mi Boasl. [lomyueHHbIH
pacTBOp OXJIXXKJAIOT CHadajla 10 KOMHATHOM TeMIIepaTyphl, a 3aTeM B TEUCHHE
1 gaca B 6aHe co nmpIOM. BrImaBmme KpucTauibl OT(MIBTPOBBIBAIOT Ha BOPOHKE
Broxnepa, mpombiBaroT Ha (uitsTpe 5 Mt Bombsl ¥ 1.5 M 0XJTaXKJEHHOTO STHIIOBOTO
CIIMpTa ¥ BBICYIIMBAIOT MEXTy JIMCTAaMH (HUIBTPOBabHOM Oymarn. Obe moprun
KPHUCTAIIOB OOBEANHSIOT M MEPEKPHUCTAUTN30BBIBAIOT M3 30 MII STHIIOBOTO CIIHPTA.
Boixon oxomo 1.6 r (85% or Teopetnueckoro)’; T. wr. 94-95 °C.

AMP 'H & (m.a., CDCly): 1.69 (6H, ywnp.c); 3.21-3.23 (4H, m); 7.07 (1H, g, J = 9.4 Tu);
8.16 (1H, pa, J = 9.4 Ty n 2.8 Ty); 8.61 (1H, g, J = 2.8 Tu).

AMP '3C & (m.a., CDCly): 23.5; 25.4; 51.8; 119.1; 123.9; 128.0; 137.2; 149.7.

b9. BOCCTAHOBNEHUE APOMATUYECKUX HUTPOCOEAUHEHMIA

B9.1. (2)-1,2-Tupenunauasen-1-okcun
(azoxcuGen30.1)

NO, MeONa \N
MeOH

J1ab. c. 188

@

1 YKenTble UIIHL
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HuTtpob6eH3on 75r CunHTe3 npoBOAAT
HaTtpuin meTannuueckni 5r B BbITAXKHOM WIKady
MeTaHon 50 mn

B nByxropmyro kpyrionoHHyto koiby emioctsio 500 M1, cHaOXeHHYI0 00paTHBIM
XOJIOMMIIBHUKOM C XJIOPKaJbIMEeBOH TpyOkoH, momentator 100 mi mMeraHona u ye-
pe3 Bropoe ropio’ BHOCAT 10 I METANIMYECKOTO HATPUS C TAKOM CKOPOCTBIO,
4TOOBl CIHPT CIOKOIHO kumen. ITocie TOro Kak BeCh HATPHUIl MpOpearupyer,
B KOJIOy NMpHIIMBAIOT 15 T CBeXeNeperHaHHOTO HUTPOOeH30/Ia U B TeueHne 3 da-
COB KHUIIATAT CMECh Ha BOISHOW OaHe, BpeMsi OT BPEMEHH BCTPSXUBAs KOJIOY.
Jlaee OCTAaTOK CIMPTAa M HENPOPEarupoBaBIIEr0 HUTPOOCH301a OTTOHSIOT
¢ BOIsSHBIM mapoM. OcTaBIIuiics B KOJIOE NPOAYKT BOCCTAHOBICHHS MEPEHOCST
B OXJIaXJAEeMbIil JbOM CTaKaH. BplmaBlIne KPHCTAIUIBI a30KCHOCH301a OT(UIIb-
TPOBBIBAIOT Ha BOpOHKe BroXxHepa, MPOMBIBAIOT Ha (HIBTPE BOAOH M CylIaT Ha
Bo3nyxe. [TonmyueHHBIH mpenapar HEOOXOAMMO MEPEKPUCTALIN30BATh U3 METHU-
nosoro criupra®. Beixon 11 r (90% ot Teopetnueckoro); T. mwi. 36 °C.

B9.2. 1-Hutpo3o-4-x10p6eH301
(n-x10pHUTPO300€H30.1)

Nab. c. 197
Cl Cl
Zn-nbinb  FeCly
NH,ClL 14,0
NO, EtOH/H,O N,

NO)
n-XnopHuTtpobeHson 5r CuHTe3 npoBoOAAT
Zn-nbinb 5-6r B BbITAXKHOM WWKady
dTtaHon 30 mn
NH,CI 05r
FeClg 8-9r
H,SO, KoHu, 2-3 mn

B tpexropno#i konbe emxocthro 250 My, cHaOxeHHOW Memankod W 00-
pPaTHBIM XOJNOAMJIBHUKOM (TpeThe TOPIO 3aKPHITO MPOOKOil), pacTBOPSIOT
5 r n-autpoxyopOensona B 30 mu stunmoBoro crnupra u npubasngor 0.5 T
NH,CI B 5 M1 Bozibl. PeakilMOHHYIO0 CMECh HATPEBAIOT [0 KUIICHHS H OCTOPOXKHO
4yepe3 TPeThe Topiio MPHOABIAIOT HEOONBIIMMH MOPLUHSIMU IPU SHEPTHYHOM IIe-
pemennBaHuu 5—6 T uHKOBOH mbuTH. ConmepkuMoe Koiobl KursaTaT 5—10 muH,
OT(QWIBTPOBBIBAIOT B TOPSYEM COCTOSHHUHM Ha BOPOHKe BroxHepa m K oxJaxJeH-

1
2

He 3a0bIBaTh 3aKkphIBaTh rOpiio MpOOKOH.
A30KCHOEH301 MOXKHO TTEePEeKPHCTANIN30BaTh U3 IETpOJIeifHOro (pupa WiIn renTaHa.
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Homy 110 0 °C duusrpary mobasisior pactBop 8-9 r FeCl; B 250 M neasHoi
BOABI, moakuciaeHHo 2—3 mu koHu. H,SO,. BrimaBmiee B 0camok HHUTPO30-
COeIMHEHHE OT(HHIBTPOBBIBAIOT Ha BOPOHKE BrOXHepa, MPOMBIBAIOT BOAOH 10
HEUTPAIbHOM pEakKIMM, XOPOIIO OTKUMAT Ha (QUIbTPE, CyIIaT Ha BO3IyXE
U MEPEeKPHUCTANIU30BBIBAIOT U3 JICASHOW YKCYCHOH KHCIOTHL. Bbixom 2.9 r
(75% ot teopetuueckoro); T. mi. 88-89 °C.

B9.3. 4-AMuHOOEH30IHASI KHCJI0TA
(n-aMuHOGeH30IHAS KHCJI0TA)
Nab6. c. 189
N02 NH2
FeSO,
_—
NHy/H,0
OOH OOH

n-HutpobeH3onHan KucnoTa 167 r CuHTEe3 NpoBOQAT
NH; BOAHbIN KOHU, 200 mn B BbITAXKHOM WKady
NH;, 2 M pactBop 20 mn
FeSO,'7H,0 278 r

B Tpexropnoii konbe emkocThio 1 51, cHaOXEeHHOW MeNIajaKoW, KaleJabHOU
BOPOHKOW W OOpaTHBIM XOJOAMIbHUKOM, HarpeBaioT no 80-85 °C pactBop
278 r FeSO,7H,0 B 280 mu Boabl W MOOABIAIOT MPHU DHEPTUIHOM IMEpeMe-
IIMBaHUKM pacTBOp 16.7 T n-HUTPOOEH30MHON KHUCIOTH B HEOONBIIOM 00B-
eme 2 M Boanoro pactsopa NH;l. Benen 3a 3TUM BHOCAT B PEaKIUOHHYIO
cmech 200 mi xoni. pactBopa NH;, kumataT 5 MHH ¥ ocagoK OT(QHUIBTPO-
BHIBAIOT Ha BOpOHKe bBloxHepa uepe3 OyMa<HBIH (DUIBTP, MOKPBITHIA CIOEM
YHCTOTO MENKOTro Iecka. [IonKHuCIsIoT GMIbTpaT yKCYCHOH KHCIOTOW JI0 KHC-
JIOW pEeaKI[fH, BBIMABINYIO 4-aMUHOOCH30MHYIO KHUCIOTY OT(QHIBTPOBBIBAIOT Ha
BOpoHKe BroxHepa W BBICYHIMBAIOT Ha Bo3ayxe. Beixom okono 6.8 r (50% ot
TeopeTHyeckoro); T. mi. 186-188 °C.

[Mony4yeHnyro 4-aMHHOOCH30HHYIO KHCJIOTY MOXXHO OYHCTHTHh KUIISYCHUEM
C aKTUBHPOBAaHHBIM YIVIEM BOJHOTO pacTBopa ee coiu. [locne ynaneHus ymis
¢unpTpoBaHreM 4-aMHHOOEH30MHYIO KHCIOTY OCaXAalT To0aBieHneM (HHib-
Tpata K 2 M pacTBOpY YKCYCHOHM KHCIIOTBI, OT()HIBTPOBBIBAIOT M BBHICYIIUBAIOT
Ha BO3ZYyXe.

AMP 'H & (m.a., AMCO-d,, CDCly): 6.58 (2H, o, J = 8.8 Tu); 7.68 (2H, o, J = 8.8 ).
AMP 3C 6 (m.4., OMCO-d,, CDCl3): 112.7; 117.5; 131.2; 152.7; 167.9.

AHaJIOTUYHBIM 00pa30M M3 M-HUTPOOEH30HHOM KHUCIOTHI MOMYydYaloT M-aMHHO-
Oensoiinyio kuciory (Beixon 40% ot Teopermueckoro; T. mia. 172-174 °C).
Croektpsl SIPM obeunx kucior npuBefceHbl B npuinokennd B5 (59.3)

1 ~20 mm
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AMP 'H & (m.g., AMCO-dg, CDCly): 6.81 (1H, am, J = 7.7 Tu); 7.10 (1H, 1, J = 7.7 Tu);
719 (1H, g, J = 7.7 Tu); 7.27 (1H, m).

AMP 13C & (m.a., AMCO-d,, CDCl3): 114.9; 117.4; 118.3; 128.7; 131.3; 148.2; 168.1.

B9.4. 1,2-BeH3ojignaMuH
(o-penmsreHAMAMHUH)

Nab6. c. 195
NO NH
QL,, Wt OL,,
i OH
Ni, Me
NH ’ NH
2 A 2
o-HutpoaHunuH 16.7 r CuHTe3 npoBoaAT
STaHon 70 mn B BbITAXKHOM WKady
lmpapasmHrugpat, 85%-1 pacTteop 5 mn
Hunkenb PeHes 0.5-1r

a) Ilpucomosnenue nuxens Penes
(eomosssm nenocpedcmeenno neped cunmesom)

B xonbe mnm crakane emkocThio 50 M cycnenaupytoT B 10 M Boxsr 1 T TOH-
kousmenpdenHoro crasa Ni ¢ Al, conepxkamero 30-50% Ni. B cycnensuro
MOCTENeHHO 0e3 BHENIHero oxjaxieHus BHocAT TBepasii KOH c Takoi cko-
pPOCTBIO, 9TOOBI HE BO3SHHKAJIO YPE3MEPHOTO BCIIEHHMBaHMA. Peakius mpoTexaeT
o4eHb OypHO, HAYMHAACH ITOCIIE KOPOTKOTO MHIYKIIMOHHOTO Teprona. Baecenne
tBeproro KOH mpomomxaror 1o Tex mop, moka ero n1o0aBieHHe HE EPEeCTaHeT
BBI3bIBATh BUAUMYIO peakiuio (~2 r). [lo OKOHYaHWHM PEaKIUUd CMECU AT
nocrosate 10—15 muH, 3atem BeigepkuBatoT 30 MUH Ha BOAsTHOW OaHe, Ha-
rperoit 1o 70 °C, meKaHTHPYIOT BOMY, 2—3 pa3a MPOMBIBAIOT TEMHBIH MOPOII-
kooOpa3ubiii Ni quUCTHIIIMPOBAaHHON BOJOHU, 3aTem 2—3 pa3a abc. METaHOJIOM
unu dTaHonoM. Karamm3zarop MOXKHO XpaHHUTH TOJA CIOEM BOIBI WM CIHPTA,
HO aKTUBHOCTb €ro nocrterneHHo nagaeT. CyXol aKTHBHBIM KaTajiu3aTop camo-
BOCIUTAMEHSETCST Ha BO3AYXE.

6) Boccmanogienue 0-HUMPOAHUIUNA

B tpexropnyro kpyrionoHHy[ koilOy emkocThio 500 mi, cHaOxeHHYIO Me-
IIaJIKOHW, OOpaTHBIM XOJIOAMJIBHUKOM M KameJlbHOW BOPOHKOM, MOMEIIAaroT
20 r o-nurpoanununa u 200 mun merunosoro crnupral. KonOy HarpesaroT Ha
BOJISTHOM OaHe JI0 MOJTHOTO PacTBOPEHHS O-HUTPOAHWJIMHA, OXJIAKIAIOT, BHOCST
1-2 r Hukens PeHes u U3 KameiabHOH BOPOHKM MEIJIEHHO NMpHOABISIOT 15 mu
85%-ro ruapasunruapara’. [loce npubaBieHUss BCETO KOJMYECTBA T'HAPA3HMH-
ruIpaTa cMech HarpeBaloT Ha BozsHO# Oane. Uepes 15-20 mMuH xento-3eseHast

MoryT OBITH HCIIOJIB30BAHBI STHJIOBBIH, MPOIMIOBBINA WM OyTHIOBBIH CIHPT.

Boxnslit pacTBop ruapasuHruapara 6oiee HH3KOH KOHICHTPAMM MOXKHO CKOHIICHTPHPOBATH,
CMeIIaB C JIBOMHBIM 00BbeMOM Kcmiona u 3aTeM ororxas npu 70 °C a3eoTpomHyo cMech
kcwinona u Boxsl. [Tocne storo mpu 118-119 °C neperonstor 85%-it TunpasuHrHpar.
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HeHa 00eCIBEUYMBACTCS, YTO CBUJIETEIBCTBYET 00 OKOHYAHMH BOCCTAHOBJICHHUS' .

PacTBop nekaHTHPYIOT C KaTanu3aropa, KUIATAT C aKTHBHPOBAHHBIM YTIIEM,
OTTOHSIOT M30BITOK CIUPTA, QUIBTPYIOT W OXJIAXKJIAIOT JIbA0M. CBETIO-KENThHIe
YemryiiyaTtele KpHCTAJUTBl OTQUMIBTPOBBIBAIOT Ha BOpOHKe broxHepa m cymar
B 9KcHuKarope Haj mpokaneHHbiM MQSO,. Beixox 14 r (90% ot Teoperuue-
ckoro), T. m1. 102-103 °C?,

W3 MaTo4HOTO pacTBOpa MOXXHO BBLACIUTH O-(EHWICHINaMHH B BHIE TH-
Jpoxnopuaa (CBeTNIbIE UTroNbYaThle KPUCTAIUIBL), U Yero K HEMY MPUOAaBISIOT
koH1. HCI mo kucnoit peakuuu cpefpl U ynapuBaroT. BbIXoa MpH 3TOM MOBBI-
maetcs 10 94-97% or TeopeTHIecKoro.

AMP 'H & (m.a., CDCl3): 3.35 (4H, ¢); 6.69 (4H, m).
AMP 3C 6 (m.g., CDCly): 116.7; 120.2; 134.7.

B9.5. 2-Amunomeruidypan
Crc. soin. Il c. 67

J\ LiAH, [/ \
O \ acup O \H
\OH 2
Okcnm dypdypona 1M1ar CuHTe3 npoBoOAAT
LiAIH, 42 r B BbITAXKHOM WIKady
ddunp abe. 300 mn
ddunp ana aKcTpakuum 150 mn

B Tpexropnyio kpyrmogoHHyro konOy emiocThio 500 mi1, cHaOXeHHYI0 MeXaHH-
YeCKOM MeIakoi, 3peKTUBHBIM OOPaTHBIM XOJIOAWIBHUKOM M KaleJbHOH BO-
ponko#, nomemarot 240 mn abe. sdupa u octopokHo mpuckimaior 4.2 r LiAIH,.
3aTeM MMpU MHTCHCUBHOM IMEPEMEIIUBAHUU B TedeHHE 1 yaca MPHKAIbIBAIOT pac-
tBOp 11.1 T okcuma dypdypomna B 50 M abe. apupa. Peakimonnyro cmech mepe-
MelmuBaT 1 yac npyu KOMHATHOW TeMIlepaType M OCTaBISIIOT Ha HOub. Ha cremy-
0L IeHb MPU MHTCHCUBHOM MEPEMENIMBAHNN M OXJIXKICHUH KOJOBI XOMOAHOM
BOJIOM K CMECH OCTOPOXHO mpuKanbiBaroT 20 M XonomHOW Boabl. DUpPHBII
CIIOW JEKaHTHPYIOT, ocanok mpombiBatoT 3¢upom (3x50 mu). OObequHEHHbIE
s¢upHbIe BHITDKKH cymar npokaieHHBIM K,CO;, adup MeIIeHHO OTTOHSIOT H3
KOJIOBI C BBICOKHM JAe(erMaTropoM, OCTaTOK MeperoHstoT. Beixox 6.6 T (68% ot
TEOpeTHIecKoro), T. kum. 141-142 °C / 760 mwm pr. cr.; n¥ 1.4906.

AMP 'H & (m.a., C¢Dg): 1.02 (2H, ¢); 3.53 (2H, ¢); 5.91 (1H, aa, J = 3.2 Ty v 0.9 Tu);
6.10 (1H, ag, J=3.2Tu n 1.8 Tu); 7.12 (1H, ag, J = 1.8 Tu n 0.9 ).

AMP 3C & (M.4., C¢Dg): 39.6; 104.9; 110.4; 141.4; 157.9.

Konen peaknum ompenensior metogqom TCX Ha mnactuHkKax «Curydon» B cucteme
rentaH—aneroH (9:1).

IlepexpucTamn3oBBIBAIOT W3 BOJBI, K KOTOPOW J00OaBICHO HEOONBIIOE KOJIUYECTBO
Na,SO;.
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B9.6. BensruapuiaamMux
J1ab6. c. 90
Q o © o, O
O —» N - NH,
NHg/H,0
a) Ionyuenue oxcuma 6enzopenona
beH3odeHoH 108 r CuHTe3 npoBoAAT
NH,OH-HCI 12r B BbITAXKHOM WiKady
NaOH 20r
ST1aHon 95%-n 150 mn

B kpymmomonnyro konby emkocThio 500 Mil, CHAOKEHHYIO MAarHUTHOM MeEIaTKOH
U 00paTHBIM XOJOAMIBHUKOM, momernaroT 150 mi stanomna, 10.8 r Gensodenona
u 12 r NH,OH-HCI. K xoporio nepemMeImBacMoi CMECH OCTOPOYKHO TPUITABAIOT
oxnaxnaeHasid pactBop 20 r NaOH B 100 M BOmbl, MPUCOSAUHSIOT OOPATHBIA XO-
JIOJMIIBHUK W KUITATAT CMech B TedeHHe 1 yaca. 3aTeM peakIMOHHYIO CMeCh OXJIax-
natot, npuwimBatoT 200 M1 XOJIOIHOW BOABI M OT(QHIETPOBBIBAIOT HE BCTYIHBIINH
B peakiio O6enzodenon. K ¢ubrpary m006aBisioT HEMHOTO KOJIOTOTO JIbJa M IOJI-
kucisiror 1 M H,SO,. Beimasmmii okcum 6eH30()eHOHA OT(GHIBTPOBBIBAIOT U CYIIIAT
B Bakyyme mipu 70 °C mo mocrosHui Macchl Beixon 10 1 (86% ot Teopernyeckoro),
T. 1. 135 °C. Ilocne nepekpucTauiM3anyuy 13 3taHona T. i 141 °C.

0) Honyuenue benzeudpuramuna
Monatsh. Chem. 1963. Bd. 94. S. 678

Okcnm 6eH3o0deHOoHa 10r CuHTe3 npoBoAAT
Zn-nbinb 15r B BbITAXKHOM WIKady
NH; BOogHbIN KOHU, 250 mn

CH;COONH, 2r

beH3on 40 mn

STtaHon 95%-1 50 mn

ddup 250 mn

B mByxropmyro kpymionoHHyto koi0y emkocTsio 500 mi1, cHaOXeHHYI0 00paTHBIM
XOJOAMIIBHUKOM U 3(()EKTHBHOW MEXaHWYSCKOW MENIAJIKOHM, TMOMENIaloT CMeCh
250 mn Bomuoro koHI. NHs;, 10 r okcuma 6em3odenona, 2 r CH;COONH,, 50 mx
sranoina ¥ 15 r nmHkoBOM mblmn. CMech KHUISTAT B TeueHue 3—4 yacoB ¢ 00-
paTtHeIM XonoAwabHUKOM. [lo oxmakpeHun cMmech QUIBTPYIOT depe3 MOpPUCTHIN
CTEKJISIHHBIM (DHUIIBTP, OCAIZOK MPOMBIBAIOT Ha (Guiusrpe Oenzomom (2%20 mi).
Ounprpar (comepsKUT OEH30JI M BOAHBIN CJI0i) sKcTparupyror 3¢upom (3x50 mi),
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3ateM K ¢unerpary nobasmsaor 10 ma 50%-ro NaOH u cHOBa skcTparupyror
adupom (2x50 mi). OObenuHEeHHbIE dPUPHBIC BBITSXKKH CYNIAT MPOKAJICHHBIM
K,CO,, ymapuBaroT Ha pPOTOPHOM HCIIAPUTENE, OCTATOK IEPETOHSIOT. BBIXon
7.5 r (80% or Teopernueckoro), T. kun. 118 °C / 1 mm pr. ct., nZ 1.5925.

AMP 'H & (M.a., C¢Dg): 1.38 (2H, ywwp. c); 5.00 (1H, c); 7.15 (2H, 1, J = 7.4 Tu);
724 (4H, 7, J=74Tu); 743 (4H, 7, J = 7.4 Tu).

AMP 13C & (M.4., C¢Dg): 60.0; 127.0; 127.3; 128.5; 146.5.

610.  PEAKLUWU APOMATUYECKUX AWUA30COERUHEHWIA

Obuwue 3ameuanusn

1. Bce cuHTE3BI BHIIOMHSIOT B BBHITSDKHOM IIKady B 3aIIUTHBIX Ooukax. Jlmazo-
COCNMHEHHA B CYXOM BHJIE W B KOHI[. PacTBOpaxX B3PBIBYATHI, a BEIAEISIO-
[IFECs MPU TUA30TUPOBAHUU OKCHIBI a30Ta SIOBUTHL

2. Ha 1 monp amMuHa pekOMEeHAyeTcsS OpaTh He MeHee 3 MOJIb HEOpPTaHUYECKOU
KHCIIOTEHI.

. Hutpoarmwmmasl auazotupyrt B 50%-ii H,SO,.

. AHTPaHWIOBYIO U CyAb()aHUIIOBYIO KUCIOTHI JTydIle OUA30THPOBATh, 100aB-
79 PEaKTHBHI B OOpaTHOM MOPSAKE: PAacTBOP KUCIOTHI B PACCUUTAHHOM
konmmdecTBe 2 M pactBopa NaOH, k koropomy mpuOaBlieHO pacCUMTaH-
Hoe kommdectBOo NaNO,, mobaBnsroT k 3—4-KpaTHOMY H30BITKY HEOPTaHH-
YECKOW KHCIIOTHI.

5. InazopacTtBop Bcerga cieayeT HMpHUOaBISATh KO BTOPOMY KOMIIOHEHTY peak-

1Y, a HE Ha00OpOT.

6. Konerr nmazoTupoBaHUs OMPENESAIOT MO HMOAKpPaXMalbHON OyMakke depes
5 MuH mociie mpubaBIeHUs PacTBOPa HUTPUTA W HE3aBUCHUMO — TPHUA3EHOBOU
npo6oii. M30erTok HNO, pexoMenayercst BO Beex cirydasx yoparh mgobaBiie-
HUEM CyXOW MOYEBHUHBI.

7. Ilepen 0OpabOTKOM peakMOHHONW CMECH HEOOXOAMMO 00S3aTeNIbHO MPOBEPUTH
MIOJIHOTY PA3JIOKEHUS COJIM NHa30HUs mpoboit ¢ B-Hadromom. [ns storo Ha
¢unpTpoBaNbHYI0 OyMary HAHOCST PAIOM KaIUTI0 AHa30pacTBOpa U Karulio
pactBopa B-nHadrona B 2 M pactBope NaOH. Ilpu Hanmuuuu conu Aua3oHUS
B MECT€ CONPUKOCHOBEHUS ISTEH HAHECCHHBIX PACTBOPOB IMOSBISIETCS SpKast
MOJIOCKA a30KPACHTEIIS.

W

B10.1. MHonodeuso.na

Nab. c. 200
®
NHz NaNo, N, K |
BT cr HO
AHunuvH 93r CnHTEe3 NnpoBOAAT
HCl KoHU. 25 mn B BbITAXKHOM WWIKady

NaNO, 8r
Kl 20r
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B crakaH, oxJaxmaeMblil cHapyxH JbaoM, BHocaT 25 mur koum. HCI, 50 mi
Bombel ¥ 9.3 r aHwimHA, oxynaxaarT 10 5-10 °C u mo KamisiM npu mepeMelin-
Banuu npwiuBaroT pactBop 8 © NaNO, B 40 mu BomwI, ciiens 3a TEM, YTOOBI
He OBUJIO WHTCHCHBHOTO BBIJICICHHS OKCHUIOB a30Ta. 110 OKOHYaHHH BBEICHUS
NaNO, cmech nepememmusaror B Teuenue 1 gacal. Jlanee B pacTBOp H06aBISAIOT
CYXYI0O MOYEBMHY? JI0 IPEKpalleHUs BbIJEIEHUs I'a30B, HOCTENEHHO BLLIMBAIOT
peakimonHyo cMech B pactBop 20 r Kl B 25 M1 BOABI U OCTaBIIAIOT Ha HOYb.
3areM K PEakIMOHHOW CMECH J00aBISIOT KOHII. PACTBOP HICIOYH O SIBHO IIle-
JIOYHOW PEaKIuH, MOMEIIAI0T B KOJIOY €MKOCThIO 1 7T M OTrOHSIOT MOAOEH30JI
¢ BoAAHEIM mapom®. Bo u3bexkaHue OypHOTo BCIIEHMBAHHUS HEpPBbIE NMOPIUM BO-
JITHOTO Tapa CJenyeT MPOIyCKaTh B PEaKIMOHHYIO CMECh OCTOpOoXKHO. MombeH-
3011* OTHENAIOT OT BOABI B JEIMTENLHON BOPOHKE, pa30aBIsiOT BABOE d(QUPOM,
cymrat npokaieHHsiM CaCl,. Ddup yaangoT Ha pOTOPHOM HCMApUTENE, OCTa-
TOK (ppaKIMOHHPYIOT, 100aBUB ~1 T mopoIka MeTauudeckoro Zn. Bexox 18 r
(90% ot Teopernueckoro); T. kuim. 188 °C / 760 mm pr. ct.; ng 1.6205.

AMP 'H & (m.a., CDCl3): 7.07 (2H, 1, J = 7.4 Tu); 7.30 (1H, 7, J = 7.4 Tu);
7.68 2H, a0, J = 7.4 ).
AMP 3C 6 (m.a., CDCl,): 94.3; 127.4; 130.1; 137.4.

AHAJNOTUYHO MOXXHO TIOJIy4aThb M30MEPHBIE HWOJTOJIYOJNIbI, NOJAaHH30JIbl U HOJI-
IU(QEHUIIOBBIE DPUPHI.

B10.2. 2-Hoxade3oiiHass KHCJI0TA

(o-uonbeH30liHAA KHCIOTA)
MN-M. c. 51

J. Chem. Soc. 1965. P. 3721

®
@INHZ NaN02 @NZ I Kl |
H,S0, HSO > @I
COOH 274 COOH 4 HO COOH

AHTpaHunoBasa KucsoTa 63r CunHTe3 npoBOAAT
H,SO, 50%-a 60 mn B BbITAXKHOM WKady
NaNO, 34r

Kl or

B crakan emrxocteio 100 My, cHaOXXEHHBIN MarHUTHOM MEIIAJIKON U KaIleJIbHON
BOPOHKOH, BHOCAT 6.3 T anTpanmioBoi kucioTsl u 60 ma 50%-it H,SO,. AH-
TPaHWIOBYIO KHCIIOTY PacTBOPSIOT IPH HATPEBAHWH, a 3aT€M IPH MEpPEeMEIn-
BaHWW W BHEITHEM OXJIAXKICHUM W3 KaleIbHOW BOPOHKH MEIJICHHO N0OaBISIOT
pactBop 3.4 r NaNO, B 6 mu Bogsl. /loOaBneHne BeayT C TakOW CKOPOCTHIO,

Peakuyisi Ha HUTPUT-MOH IO MOIKPAXMAITBHOU OyMaKKEe JIOJDKHA OCTABATHCS MOJOKUTEIHLHOM.
Jns ynaneHus m30bITKa a30THCTOW KUCIIOTHI.

CMm. pazn. A3.5.

Hiokauii cioi.
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4TOOBl TEMIepaTypa peakUOHHOW cMecH He mogHumanach Beime 5 °C
U HE BbLIEISIHCH Okcuabl azoral. 36eirok HNO, ynansror no6asieHuem
Mo4eBHHBI?. [IpO(UIBTPOBAHHBIN MPU HAPYKHOM OXJIXKAEHUH JHA30PaCTBOP
npubaBisoT K xonogHoMmy pactBopy 9 v Kl B 50 mur 3%-i#t H,SO,, pazbasnstor
BJIBO€ XOJIOZHOW BOAOH W OCTaBIAIOT Ha HOYb. Ha ciemyromuii neHp peaknu-
OHHYIO CME€Ch IIpU MEpPEeMEIIMBAaHWU HarpeBaloT Ha KHILIIIEH BOISHON OaHe
c OOpaTHBIM XOJIOAMJILHUKOM J0 OTpHLATEIbHOI mpoOsl ¢ f-HadTorom. Harpe-
BaHHE TPOBOAAT NMpUMepHO 2 yaca. [1o oXiaKAEHWH 0CaloK 0-MOA0EH30WHOM
KHCIIOTHl OT(UIBTPOBBIBAIOT, PACTBOPSIOT B MUHUMAJIBHOM KOJHYECTBE pac-
tBopa NaHSO;, momyueHHBIH pacTBOp MPOQHUIBTPOBHIBAIOT M BBUIMBAIOT NPH
nepeMerBanud B 6onbinoii 06bem 10%-it HCI. BeimaBuiuiit ocamox oT¢uiis-
TPOBBIBAIOT, CyIIAT Ha BO3AyXe. Boixon o-uondensoitnoit kucmorsl 10.2 r (89%
OT TeopeTHuYeckoro), T. mi. 163 °C.

AMP 'H & (m.a., AMCO-dg): 7.19 (1H, o, J = 12 Tu); 7.44 (1H, @, J = 12 Tu);
7.68 (1H, o, J=12Tu); 7.94 (1H, g, J = 12 Tu).

AMP 3C 6 (m.g., AMCO-dg): 94.2; 128.4; 130.3; 132.7; 137.2; 140.7; 168.5.

b10.3. 4-BpomTosyoJ
(n-6pomTosyour)
COrn. c6. 3 c. 137
a)  Bpomuo meou(l)
COI. ¢6. 3 c. 468; MOX. c. 169

CuSO,'5H,0 30r CuHTEe3 NnpoBOAAT
KBr 202 r B BbITAXKHOM WKady
NaHSO; 76T

B kpyrnmomonnyio koi10y eMkocThio 250 Mil, CHaOXEHHYIO0 OOPAaTHBIM XOJIOIHIIb-
HHKOM W MarHuTHON Memankoi, moo6asistor 30 r CuSO,5H,0, 20.2 r KBr
u 100 mn Temnoi BOABI, K 3TOMY PacTBOPY IPU MEPEMEIIMBAHUH MPUOABIISIIOT
nopiwsivmu 7.6 T NaHSO; no obecriBeunBaHusi pacTBOpa, 3aTe€M CMECh OXJIAaXKIa-
10T. BecuBeTHbIN TspKenbId ocamok Opomuaa meau(l) oTrduIbTPOBBIBaIOT HA BO-
ponke BroxHepa, MPOMBIBAIOT BOAOM, TIIATEIBHO OTXXHMaiOT. Beixoa 16 r (90%
OT TEOPETHUYECKOTrO).

6) 4-Bpommonyon (n-6pommonyon)
COM. c6. 3 c. 468; MNOX c. 169

®
NH, NaNO, N2 © CuBr Br
—_ >
—>st04 HSO,

Oxcupl a30Ta SJOBUTHL. 3aKpHIBATh IBEPILy BEITSHKHOTO mkadal
Jlo oTpHunareirsHON MPOOBI MO MOAKpaXMalTbHOH Oymaixkke.

1
2
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n-TonynauH 108 r CuHTe3 NnpoBOAAT
H,SO, KoHu,. 10.75 mn B BbITA)KHOM LIKady
NaNO, 7r

B crakane emkoctpio 250 mi k 100 mur Boabl mpuOaBISIOT NMPH TepeMeIInBaHUT
10.8 mn xonn. H,SO,, a 3arem, He oxnaxnas, 10.8 r n-tomyuamna u Harpe-
BalOT CMECh JI0 MOJHOTO pacTBOpPeHHs amMuHA. lloixydeHHBIH pacTBOp OBICTPO
oxXJaxnmamT B JeasHor O6anme g0 5-10 °C mpu MHTCHCHUBHOM IEpeMEIIHBa-
nunl, nuasorupyror pactsopom 7 T NaNO, B 12.5 M Boabl, mojaepuBas
TEeMIIepaTypy peakuoHHoi cmecu B mHTepBane 10-15 °C, u ocTaBisAoT mpu
oxnaxnaeHnn Ha 15-20 muH. 3aTeM moirydeHHBIH AMazopacTBOp oOpabarbiBa-
I0T CyXoW ModeBHHOU (ocmopooicno, eéckunanue!) N0 OTPULATEIBHOW MPOOEI
M0 MOJKpaxMalbHOW OyMarkke W BHOCAT ero mopuusmMu nmo 10-15 mn mpwu
nepememmBaHuu B cmech 8 T CuBr, 2.5 KBr n 0.1 r nmopomxka Meraniu-
geckoit menn? B 10-15 mn 48%-ii HBr u ocrasnsior na Houb. Ha apyroii
JeHb, eciy npoba Ha aAua3oHUU ¢ [B-Ha(TOIOM MOJTOKHUTEIhHAS, PEaKIIHOH-
HYI0O CMECh HarpeBaloT ¢ OOPaTHBIM XOJIOJVMIBHUKOM 0 OTPHULATEIBHOMN MPOObI
¢ B-madronom, nomamenadnBaoT pactBopoM NAaOH u OTroHSIOT n-OpOMTOIYOT
C TapoM. 7-BpOMTOIIyON OTHENSIOT, BOJXHBIM CIIOH JKCTparupyroT OEH30JI0M
U BBITSDKKH OOBEIMHSIOT C OCHOBHOW Iopruei BemecTBa. beH30mbHBIN pac-
TBOp n-OpOMTONIyOJIa MPOMBIBAIOT HECKONbKO pa3 koHu. H,SO, (moka ona He
nepecTaHeT TEMHETh), 3aTeM Bomoi W BeicymuBaroT Hax CaCl,. Benson or-
TOHSIOT Ha POTOPHOM HCIIAPUTENE, a OCTAaTOK IEePEeroHAT B BakyyMme. BrI-
xon 12.1 v (70% ot Teopermueckoro), T. kum. 183-185 °C / 755 mm pt. crt,,
T. . 25-26 °C.

AMP 'H & (m.4., CDCly): 2.28 (3H, ¢); 7.02 (2H, a, J ~ 8 Tw); 7.35 (2H, A, J ~ 8 ).
AMP 3C & (m.4., CDCly): 20.9; 119.0; 130.8; 131.2; 136.7.

B10.4. 2-Xyiop6pom6eH30a
(o-6pomx10pOeH30.T)
COI. c6. 3 c. 467

@

@INHZ NaNO, @INZ © CuBr Br
T Br — ~

c B cl cl

0-XnopaHunmH 128 r CuHTe3 npoBoOAAT

HBr 48%-a 38 mn B BbITAXKHOM WKady

NaNO, 7r

CuBr 79r

UTOOBI BBHINAIH MEJKUE KpHUCTAJUIBl COJIM aMHHA.

2 Cwm. pasn. B.8.2, Meton A, MyHKT a.
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B xondy emkocthio 250 Mnm momemiaioT cMmech 12.8 r o-xXJopaHHIHHA
u 30 ma 48%-#t HBr. Konby ycranaBiuBaroT B 0aHe CO JIbJOM H, MpubaB-
JsI K COMEPIKUMOMY KoJObI Jen, oxnaxaaot ero o 0 °C. 3arem k cmecH
ObICTpO TIpU NepeMenmuBaHuM npuiuBatoT pactBop 7 T NaNO, B 12.5 mn
BOJBI, Cliels 3a TeM, 4yToObl TeMmIepaTypa PeakIMOHHOW CMeCH He IPEBBI-
mana 10 °C, u npu HeoOXxoauMoCTH H00aBIAS KycOukd Jibpaa. [locrmenuue
2-3 mu pactBopa NaNO, B BoJe mpuOaBIsSIOT ¢ OCTOPOKHOCTBIO H A0 TeX
op, Nmoka B pacTBope He OyzneT oOHapyxkeH u3dbitok HNO,'. OnHoBpeMenHO
cmech 7.9 v CuBr? u 8 mn 48%-it HBr marpeBaloT 10 KMIEHHMS B KPYIJIO-
JIOHHO# Tpexropiioit konbe emkocTbhio 500 Mul, CHaOXKEHHOW HUCXOASAIINM
XOJIOJUIBHUKOM, K KOTOPOMY B KaueCTBE NMPHUEMHHKA MPUCOEIUHEHA KOJ0a
oovemom 200 mi, TpyOKOW Ui BBOJAA Iapa, KOTOpas IMepeKphIBAeTCsS BHH-
TOBBIM 3aKHMOM, M JIEJIUTEIbHONH BOPOHKOH. ITpumepHo 1/4 vacTh oxitak-
JCHHOTO PacTBOpa IUA30HUs MEPEHOCAT, HE QUIABTPYA, B ACIUTEIBHYIO BO-
poHKY W HeMmemieHHo mpunuBaroT K CuBr B HBr, kotopsiii HarpeBarmT 10
KHIIEHHUS Ha IJIaMeHU Topedku. J[oOaBiieHHME BEOyT C TaKOH CKOPOCTBIO,
4TOOBI KUIIEHUE ObIII0 HempepbhiBHBIM. CIEeNYyIOUIyI0 MOPIUI0 OXJIaXKISHHON
COJIM Ha30HHUS MOOABISIOT B KaleJbHYIO BOPOHKY, HE MpepbiBas mpubaB-
nenus ero k CuBr. Beck pactBop nmoGamiswoT 3a 15-20 mMuH, B TeueHue
9TOTO BPEMEHHU OOJbINas YacTh BEHICCTBA MEPETOHACTCS C BOASHBIM IapOM.
Korga mpubaBieHne 3akoHYeHO, KpaH Ha BOPOHKE NMEPEKPHIBAIOT, OTKPHIBA-
0T 3Q)KHM Ha MapoMpPOBOJE M B CMECh MPOMYCKAIOT CHIBHYIO CTPYIO Mapa
(ouxu') mo Tex mop, MOKa HE MEPECTAHET MEPErOHATHCA OPTraHUYECKOE Be-
mectBo. Beero cobupator mpumepro 100 mn guctwiisata. JucTwnitT, mo-
JYYEHHBIA MPH MEPETOHKE C MapoM, MOANIETaYHMBAIOT M MIEPETOHAIOT C MapoM
eme pas. o-bpomxiopOeH301 OTAENSAIOT OT BOABI M pa3baBisioT B 2—3 pasa
OenzosnoM. OpraHuYecKuil ciI0W OTAENAIT U NpoMmbiBatoT konu. H,SO, mop-
OUSMH 10 2-5 M 70 TeX MOop, IOKa KHUCIOTa He HAaYHEeT IPH 3TOM JIHIIb
cnabo okpamuBatbes (0OBIYHO MpOMBIBalOT 3—4 pasza). 3areM MOJydYeH-
HYI0 MaclsSHHCTYIO >KHAKOCTH mpombiBaioT 10 mi1 Boxabl, 5%-M pacTtBOpoM
NaOH (2x5 mia) u, Hakouern, emie 10 M Boabl. BhICyIIMBAIOT HaJ Mpo-
kanenusiM CaCl, u nmeperonstor. Beixox 18.5 r (96% ot TeopeTuueckoro),
T. kur. 199-201 °C / 742 MM pT. cT.

AMP 'H & (m.8., CDCl3): 7.09 (1H, T, J ~ 8 Tw); 7.22 (1H, T, J ~ 8 Tw); 7.42 (1H, A, J ~ 8 Tu);
7.59 (1H, g, J ~ 8 Tu).

AMP 3C & (m.a., CDCl,): 122.5; 127.8; 128.3; 130.4; 133.7; 134.4.
AHQJIOTUYHO MOXKHO TOJYYUTh M-XJIOPOPOMOEH30I, M-THOPOMOCH30I C BbI-

xomoM 80—-87% OT TeopeTHUeCcKoro, a Takke o-OpoManu3oi. [locnenHuii Hemb3s
npombiBath KoHI. H,SO,.

KoHTpons 1o nogkpaxManbHOW Oymaxke.

2 Tlpurortosnenue 6pomuya meau(l) mpusenerHo B cuntese n-6pomronyona (pasa. 510.3, a).
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B10.5. 4-Hurpouoadenson
(n-HuTpOMOAGEH30.1)

° J1a6. c. 201
NH2  NanoO, N> o K '
O,N O,N O.N
n-HutpoaHmnuH 1r CuHTe3 npoBoaAT
H,SO, KoHu, 0.9 mn B BbITAXKHOM WKady
NaNO, 05r
KI 2r

B crakan emkxocteio 50 mur momemator 1 r n-uurpoanmanHa, 0.9 M KoHII.
H,SO, u 6 M Bogsl. B Teuenne 15 MuH mepeMemMBaOT CMECh TEPMOMETPOM,
IIapUK KOTOPOTO 3amuIeH My(pToi m3 pe3mHOoBOH TpyOKH. 3aTeM MOMEIaloT
CTakaH B 0aHIO CO JIBJOM H, MOJAEPKHUBAS TEMIIEPATypy PEaKIMOHHOW CMECH
B uaTepBane 0-5 °C, HAaYMHAIOT OCTOPOXKHO, MO KaIlIIM, IpHOABIATE PACTBOP
0.5 r NaNO, B 2 M Bombl. OXJIaKICHHBIA PAacTBOP TUA30COCAMHECHUS (UIh-
TPYIOT U QUIBTPAT H00ABJIAIOT MPH IepeMeImnBaHny K pactBopy 2 T Kl B 6 mi
Bonbl ipu temieparype 20 °C. Uepes yac BBIICTUBIIHIACS 0CAaIOK OTQMIETPO-
BBIBAIOT Ha BOpoHKe broxHepa, mpompiBaloT Ha (QuUIbTpe 3 MJI HACHIIICHHOTO
pactBopa Na,S,0;, Bomoit (2X5 M) M MEPEKPUCTAILTU3OBBHIBAIOT M3 3TAHOIA.
Beixon 1.2 r (66% ot Teoperuyeckoro), T. wi. 171 °C.

AMP H 6 (m.g., CDCl3): 7.92 (m).
AMP 3C 6§ (m.a., CDCl5): 102.7; 124.8; 138.6.

B10.6. 4-(4-TumermiamunodeHn)a3006eH30Cyab(POHAT HATPHUS
(MeTHIOBBII OpaHIKeBbIii, TeJTUAHTHH)

®
NH, N=N N7
O
H
Na®
O3H O,H

CynbdaHunnoBasa Kucnota 5r CuHTe3 npoBoOAAT
NaOH, 15%-1n pacteBop 15 mn B BbITAXKHOM WKady
NaNO, 2r

AvmeTunaHunmH 3r

HCl, 2 M pacTtBop 20 mn

NaOH, 2 M pacTtsop 20 mn

B mnockomoHHON KoJiOe pacTBOPAOT 5 T cynb(aHUI0BON KHUCIOTH B 15 mn
8%-ro pactBopa NaOH u mo06aBisitoT pacTBOp 2 T HUTPHUTA HATPUSA B 25 MII
BOIBI. 3aTeM A3TOT PacTBOp MPIJIMBAIOT HEOOJNBIIUMH MOPUUSMHU NPHU Mepe-
MEIINBAaHUHM M OXJIQXKICHUH JIbIOM B 15 mMin 2 M pacTtBopa CONSHOM KHCIIOTHI.
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Heo6xomumo cnemuTh, 4TOOBI TEMIepaTrypa CMECH He MogHuMaach Beime +5 °C.
OtaensHO pacTBOPsIOT 3 T auMeTwaanwinHa B 4 mut 2 M pacteopa HCI. K sto-
My pacTBOPY HPHIUBAIOT PaHEE MOJYYCHHBIH PAacTBOP COJNM TUA30HUS, Iepe-
MEIINBAIOT, OXJIAX AT JIBIOM U IMpHOABJIAIOT 1o KamisiM 2 M pactBop NaOH
10 pH 8-10 (koHTposb M0 yHUBEpCAIbHON HHAMKATOpHOH Oymare). Uepes 1 yac
0CaJ0K OT(GUIBTPOBBIBAIOT, TIIATEIHFHO OT)KMUMAIOT Ha (QMIBTPE W CylIaTr Ha
BO3yxe. BBIXOJ MPaKTUYECKH KOJUYECCTBECHHBIM.

AMP 'H & (m.4., IMCO-dy): 3.05 (3H, ¢); 3.33 (3H, ¢); 6.83 (2H, &, J ~ 8 Tw); 7.72 (4H, ¢);
7.79 H, g, J ~ 8 ).

AMP 3C 6 (m.g., OAMCO-dg): 113.3; 123.3; 127.0; 128.2; 143.7; 145.5; 154.9; 155.1.

b10.7. n-Hutpoben3onazonagron-2
(KpachenL napakpacHbIii)!

NH,
_NaNO, “/ _._.ozN@N N
H /H O

NO,

n-HntpoaHmnnuH 25r CnHTE3 NnpoBOAAT
HCl, 20%-1n pactsop 10 mn B BbITAXKHOM WWIKady
NaNO, 15r

2-HadTton 25T

NaOH, 30%-1 pactBop 10 mn

CH;COONa - 3H,0 5r

B crakane emxocthio 200 mia pactBopsitor B 20-25 M ropsiuedl BOJBI
2.5 r n-uutpoanunuHa, npubassaa 5 ma 20%-ii HC1. Io oxmaxaeHuu mo-
oasisror eme 5 M 20%-it HC1 u, ecnu BhIMageT 0cajok, — BOMY, IO €ro pac-
TBOpeHusi. OXjasuB cMech B OaHE CO JIBJIOM, MPHOABISIOT NMPH HETMPEPHIBHOM
nepeMennBanuy ManeHbkuMu moprusmu pactop 1.5 r NaNO, B 10 mi H,0O
JI0 TIOSIBJICHUSI HUTPHUT-HOHA (M0 HOAKpaXMaibHOM OyMaskKe) U OCTABISIOT CTO-
ATh B OaHe co npaoM Ha 1 vac (BbIIENEHHE SA0BUTHIX OKcUaoB azotal). B aTo
BpeMs BO BTOPOM CTakaHe pacTBopsioT 2.5 r 2-Hadroma B 10 mu 30-32%-1o
pactBopa NaOH, mo0apisis TOpsSYy0 BOIY J0 HCUE3HOBEHHUS Ocajaka. 3areM
B nuazopactBop npubamisitor pactBop 5 T CH;COONa'3H,O B 25 miu Bomabl
U, B clly4ae HaJIOOHOCTH, 3TOT PacTBOpP M PACTBOP COJIM JAWA30HHSA (DUIBTPYIOT.
Hanee pactBop 2-HadToNa MOPIMSIMH NPH HepeMEIINBaHUH TPUINBAIOT B JTU-
azopactBop, npuckinaroT 5 r unctoro NaCl, cpasy ke OTQHIETPOBBIBAIOT Yepes
OyMaXKHBIH QBT Ha BOpOHKE BrOXHepa BBINABIIMKA KPACUTEIh H IIPOMBIBAIOT
HECKOJIBKO pa3 Ha QuibTpe HachlmeHHbIM pacTBopoM NaCl. Kpacurens cymar
Ha BO3IyXe Ha (uUiabTpe. BBIXOA MPaKkTUYECKU KOIMYCCTBCHHBIH.

! Bopoxkun B.®. Xumus kpacureneil — M.: Xumus, 1981. Crenanos B.U. Beenenue

B XMMHIO M TEXHOJOTHIO OpraHHYecKux kpacureneil — M.: Xnmus, 1985.
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Perucrpauus cnexrpos SIMP npoaykra BecbMma 3aTpyIHHUTENIbEHA BBULY €r0
KpallHe HM3KOM pacTBOPUMOCTU B BOJE U OOJIBIIMHCTBE OpPraHMYECKHUX pac-
TBOPUTEJIEH.

AMP 'H & (m.a., AMCO-dg): 7.47 (1H, 7, J ~ 8 Tu); 7.58 (1H, 7, J ~ 8 Tu);
7.67 (1H, o, J ~ 8 Tw); 7.92 (4H, 7, J ~ 8 Ty ); 8.30 (2H, A, J ~ 8 T); 841 (1H, A, J ~ 8 Ty ).

611.  CMHTE3 FETEPOLMKNWNYECKUX COEQUHEHWIA
b11.1. XuHoauH

JIAB. c. 222
NH2 OH H2$O4 @@
HO OH —_ NO
©/ * \)\/ ©/N02 N
HuTtpob6eH3on 10r CuHTes npoBOAAT
AHVANH 155r B BbITAXKHOM WKady
MmuuepwnH 50r
H,SO, KoHu,. 24 mn
ddup 90 mn
HCl KoHLU,. 25 mn
ZnCl, 151

NaOH TtBepabin
NaOH, 40%-1 pactBop

B kpyriononnyio kon0y emkocthto 1 i momemaror 10 r HHTpOOEeH30I1a,
15.5 r anwmna u 50 r runepunal. uepuH npeBapuTensHO 00€3B0KUBAIOT
HarpesanueM B papdopopoii yamke 10 180 °C% B cMmech MOCTENEHHO NPU CUIIb-
HOM BcTpsixuBaHuU BBOIAT 12 mur H,SO,; mpu sTOM 00pa3yercst CBETIIO-XKeNTast
COJIb aHWJIMHA, U PEeaKkIOHHas CMeCh TeMHeeT. 3aTeM KO0y CHaOXaloT BEpTH-
KaJbHBIM OOpaTHBIM XOJOAWIFHHKOM M HAUYMHAIOT OCTOPO’KHO HarpeBaTh Ha CeT-
Ke. B 9TOT mepuon kaTeropudecky 3amnpemaeTcsi OTXOIUTh OT MpHOopa, Tak Kak
Naxke TpU HEGOJIBIIOM TIEPETPEBE MOKET MPOM3OUTH BBHIOPOC CMECH M3 KOJIOBI.
Koraa HauHeTcs kuIleHHe, TOPENKY OTCTABISIOT M JAIOT IMPOUTH OYypHOH cTaauu
peakIuy, Tociie 4ero PeaklHOHHYI0 CMeCh HECKOJBKO pa3 CHOBa JIOBOAAT IO
KHIIEHUsI HarpeBaHWEM TOpEeNKOH. 3aTeM depe3 XOJIOAWIBHUK BBOAAT HeOOIIb-
My nopuusmu (mo 0.5-1.0 mu) eme 12 mu xonn. H,SO,, HarpeBas cMmech
JI0 KUIEHUS TOcie BHECEHHUS KaXIOW MOPLIWH, W KHUIATAT B TeUSHHE 3 YacoB.
Jo6aBnstoT HEOONBIIOE KOJUYECTBO BOJBI W OTTOHSIOT HENpOpearupoBaBIIUil
HUTPOOEH30J1 ¢ BOISMHBIM HapoM. ConepkuMoe KOJO0BI OXJIKAAI0T U J00aBIIIOT

1
2
3

Jlo6aBuTh B peaknnoHHylo cMech FeSO, Ha KOHUMKe IImarels.
Tnea!l
Ocmopooicno! PeakoHHas: cMECh MOXKET CaMOBOCIUIAMEHSTBCS.
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cHadana 40%-# pacTBOp mIeN0YM, a TMOTOM TBEPAYIO INEI0Yb JO MIETOYHOH
peakuuu cpenbl. XUHOJIWH W HENpPOpeardpoBaBIIMK aHWIMH OTTOHSIOT C BOASA-
HBIM MApOM, JUCTHUIIT dKCTparupyot 3dupom (3%30 mu). DdupHbIe BHITIKKH
O00BEUHSAIOT, P(PHUP OTTOHSAIOT Ha POTOPHOM HCHApHUTENe, OCTATOK PAaCTBOPSIOT
B cmecu 25 mut koui. HCI u 100 M Bogel. K TemnoMy mpo3padHoMy pacTBO-
py npubasmstor pacteop 15 v ZnCl,t B 25 mn 2 M HCI. Brimasimyro nocie
OXJIJK/ICHHS IBOMHYIO COJIb XMHOJIMHA OT(MIIBTPOBBIBAIOT Ha BOpOHKe bBroxHepa,
TIIATETbHO OT)KMMAIOT CTEKJISTHHOW MpoOKO# 1 mpombiBatoT Ha ¢uibTpe 20 M
2 M HCI nmns ynanenus anuwnuuaa. Conb pasjaratloT B KpPyrJIOJOHHOH OJHO-
ropiyioit kosibe emkocThio 250 M1 goGaBineHueM KoHIl. pactBopa NaOH mo te-
JIOYHOHM peaKklHu CpeAbl W MEPEroHsF0T BTOPHYHO C BOJSHBIM IMapoM. XWHOJIWH
W3BJIEKAIOT 3pupoM, 3dupHbIe BRITOKKH cymaTt TBepabiM NaOH. Ilocne otroHku
a¢upa XHHONUH TEPEroHsIOT B Bakyyme. Boixox 13 r (60% ot TeopeTHyeckoro),
1. kun. 105-110 °C / 10 mm pr. c1.; nZ 1.6280.

AMP 'H & (m.a., CDCl3): 7.32 (1H, m); 7.49 (1H, m); 7.67 (1H, m); 7.75 (1H, m);
8.09 (2H, T, J = 8.5 Ty ); 8.89 (1H, m).

AMP 3C 6 (m.g., CDCly): 121.0; 126.4; 127.7; 128.2; 129.4; 129.5; 135.9; 148.3; 150.3.

B11.2. 2,3-IluMeTHIHHIOJI
J. Org. Chem. 1957. V. 22. P. 1703

0]

NHNH
b . \)J\ L. N\
HCI CH,COOH NH
QeHunrngpasvH CONAHOKNCAbIA 7.5 T CuHTEe3 NnpoBOQAT
MeTnnsTunkKeToH 45r B BbITAXKHOM WWKady
CH;COOH nepgsaHan 25 mn

B aByxropnyro KpymIOIOHHYIO KOJIOYy eMKOCThIO 250 Mil, CHaOKEHHYIO OOpaTHBIM
XOJIOAMITBHUKOM M TEPMOMETPOM, MOMEIIAroT 4.5 I METHIIDTUIKETOHA, 25 MIT JIeISTHON
CH;COOH, 7.5 r comstHOKHCITOr0 (heHUITHApa3uHa U HarpeBaroT cMech 10 90 °C.
Uepes 15-20 muH cMech camopasorpeBaetcs v HaunHaeT kuretb CH;COOH. Tlocie
TOTO Kak CaMOIIPOU3BOJIFHOE KHUIIEHHE TPEKPaIllacTcsl, HarpeBaHKe MPOIOJDKAOT ellle
30 mun mpu 90 °C. CMech OXJTaXIaroT, BEUIMBAIOT B Jiex (75 T), ocamok oTGUIETPO-
BBIBAIOT U MPOMBIBAIOT 125 MIT BOMBI, pacTBOPSIOT B 75 Mil adupa. DdupHbIil pac-
tBOp npombiBaroT 20 M 10%-it HCI, 5%-bmv NaOH (2x20 mu1) u Bomoit (2%20 mu).
OdupHbIi skcTpakT BoICyMBaoT Na,SO,, 3(hHp OTTOHSIOT Ha POTOPHOM HCIIApUTEIIC.
Ionyuaror 6.3 r (63% ot Teoperrueckoro) 2,3-quMeTHwInHIoNa, T. 1. 101-104 °C.
[pomyKT mepekpuCTaIIM30BBIBAIOT U3 MeTpoieiinoro a¢dupa. Beixon mocne nepe-
kpucramutmzaimu 5.7 v (57% or Teopernueckoro), T. w1 102-106 °C.

AMP H & (m.., CDCly): 2.18 (3H, ¢); 221 (3H, ¢); 7.03-7.12 (3H, m); 7.3 (1H, ywwmp. ¢); 7.44 (1H, m).
AMP 3C & (m.g., CDCl,): 8.4; 11.3; 106.9; 110.0; 117.9; 118.9; 120.8; 129.4; 130.6; 135.1.

1B pacdere Ha OC3BOMHBIM.
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B11.3. 2-DeHuaMHI0I

Memoo A lat. c. 10
0 NNH—@
NHNH
> MoK
+ —> —
A A NH

AueTodeHoH 6r CuHTe3 npoBoaAT
®eHnnrmgpasuH 54r B BbITAXKHOM WKady
H;PO, KoHU. 20 mn
P,0; 40 r

a) Ilpucomosnenue penunreudopazona ayemogpenona

B kpyrmononnyro koi0y emkoctbio 100 M, cHaOKeHHYIO 0OpaTHBIM XOJIOIMIIb-
HUKOM C XJIOPKaJbLMEBOW TpyOKoH, moMemiaroT 6 T anetodeHoHna u 5.4 r cae-
XKereperHaHHoro GeHmaruapasnaa. CMech HarpeBaloT Ha BOJSHOW OaHe NpH
100 °C 1 gac, oxJaXmalT W PaCTUPAIOT A0 TEX IOp, MOKa OHA MOIHOCTHIO
He 3aTBepieeT. 3aTBepeBlly0 Maccy pacTupatoT ¢ 10 mu 3TaHONa, MPOLYKT
OTQIIBTPOBBIBAIOT, TpOMEIBatoT Ha QuubTpe 10 mnm oxmaxamennoro mo 0 °C
stanona. Beixox 9.5 r (91% ot teopernueckoro), T. wi. 105 °C.

6) Ilpucomosnenue noaugpochopnoil Kuciomol

B kpyrononnyro koi0y emkoctbio 100 M1, cHaOKEeHHYIO 0OpaTHBIM XOJIOIMIIb-
HUKOM C XJIOpPKaJIbIIMEeBOH TpyOKoH, momemator 20 M (hochopHON KHUCIOTHI.
Hoprusamu gobGasnsitor 40 T dpocdopHoro anrunpuna. [locie BHeceHHS Bcero
¢dbochopuoro anrugpuna warpesarotT cmech 30 mun mpu 80 °C.

8) Ionyuenue 2-penunrunoona

K monyuennoi nonmudochopuoii kuciaore (IIOK) npubdasisior 9.5 r penuiru-
Ipa3oHa anerodeHoHa u nepeMmemunBaroT cmech 1 yac npu 100 °C. ITo oxmax-
neaun 10 80 °C BeumuBaroT Ha e (400 r) u OT(OUIBTPOBLIBAIOT BhINABLIUIA
0CaJIOK CEporo IBeTa, MPOMBIBAIOT Ha (UIBTPE BOAOH, MEPEKPHCTAIIIM30BHI-
BAIOT M3 2TaHoial, NpuMeHss aKTUBUPOBAHHLINA yronb. Beixox 5.1 r (56% ot
TeopeTuueckoro), T. mr. 185-186 °C.

Memoo B2
Orl. c. 562

B mmpokoropioii xonde Dpnenmeiiepa emkocthio 100 mi x cmecu 6 T are-
todpenona u 5.9 r penmnruapazuna npudasnsoT 30 r monupochopHON Kuc-
noter®. TlepeMeninBas TEPMOMETPOM, CMECh MEJUIEHHO HATPEBAIOT, MOKAa HE
3aMETST PE3KOr0 TOBBINICHHUS TEMIIEPAaTyphl, BBI3BAHHOTO HAYAJIOM PEaKIIHU.
Teneps Temmeparypy mnoanepkuBaroT B uHTepBaie 175-190 °C, oxnaxnas

! W3 pacuera 4 mi sranona Ha 1 r BemecTsa.

DTUM METOAOM IIOJIYyYaroT HEOOJIBIITNE KOJIMYECTBA 2-(1)CHI/IJII/IHIIOH3.

3 TIpuroToBNEHHOH, KaK OMUCAHO BHINE B MyHKTe 0), u3 8 ™ 85%-it H;PO, u 16 r P,Os.
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IIpY HEOOXOAMMOCTH KoyOy Ha Kumseil BoasHoi Oane. [Io okoH4YaHMM peak-
IIMM JAI0T CMECH OXJIAAUTHCS M pasdasisitor 50 Mur xonmoxHO#M Boabl. PacTBop
9KCTparupyrot 3dupom, cymiat npokaieHHbiM Na,SO, U OTTOHSIOT PacTBO-
putenb. OCTaTOK OYHINAIOT MEepeKpUCTAIUIM3alMeH n3 sTaHona. Beixox 7.4 r
(77% ot teoperuveckoro), 1. mi. 188 °C.

AMP 'H & (m.a., CDCl3): 6.85 (1H, m); 7.14 (1H, m); 7.22 (1H, m); 7.35 (1H, m);
7.42-7.49 (3H, m); 7.64-7.71 (3H, m); 8.44 (1H, ywnp. ).

b11.4. 2-DenundeH3UMHUIA30.1

leT. c. 82
COOH
@INHZ @/ NoK @IN C
+ —_— \

NH, A NH
o-OeHuneHanamnH 108 r CuHTe3 npoBOAAT
beH3onHaAa knucnota 122 r B BbITAXKHOM WWKady
H;PO, koHL,. 20 mn
P,0; 30r

B xpymmomgonHoit konde emrocteio 250 M cmemmBatoT 10.8 T o-hernnenqmamMuHa
u 12.2 r Gensoiinoi kuciotel ¢ 50 r nomidochoproii kucnorsrt. O6pazoBaBLIYIOCS
MacTy MeUIEHHO HarpeBaloT IpH MepememmBanin TepMomeTpoM 1o 190-200 °C
Y TIOJYYCHHEIH pacTBOpP IPH 3TOW TeMIepaType BBEACPKUBAIOT 2—3 daca. 3areM
Maccy oxnaxnaror 10 100 °C u BBUIMBAIOT TOHKOH cTpyiKoi B 50 M SHEPrHIHO
nepemMemuBaeMoil Boxbel. Ocafok OT(MIBTPOBHIBAIOT, MPOMBIBAIOT HEOOIBIIUM
KOJIYECTBOM BOABI U 0OpabarpiBaroT n30sITKOM 10%-r0 pactBopa Na,CO;. Oca-
JIOK OT(HIBTPOBBIBAIOT, MPOMBIBAOT Bomoi u cymrar mpu 100 °C. Breixon ceiporo
mpoaykra 18.5 r (95% ot teoperuueckoro). ITocie mepekpucTaau3aliu u3
cnupra nony4arot 15.5 r (80% or teoperuueckoro), T. i 294-295.5 °C.

AMP H & (m.g., CDCly): 7.05-7.07 (2H, m); 7.35-7.49 (5H, m); 8.11-8.13 (2H, m).
AMP '3C & (m.a., CDCl,): 110.0; 119.5; 123.6; 124.6; 139.1; 149.0; 152.0.

B11.5. Ben3okca3oJ

let. c. 90
NH, N
@I * HCOOH — @(}
OH A
o-AMnHodeHon 18r CuHTe3 npoBOAAT
HCOOH 99.5%-a 10 mn B BbITAXKHOM WIKady

1 Cwm. cuntes 2-penmmunnona (pasa. 511.3).
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B xpyrnomonHo# koy0e eMKOCThIO 50 MJ KHUIATAT ¢ OOpaTHBIM XOJIOAWIIb-
HUKoM B TedeHue 1 waca cmech 18 r o-ammaodenona u 10 ma 99.5%-ii
HCOOH. 3atemMm, 3ameHuB 00paTHBIA XOJOAMIBHUK HacaJlkoi Bropiia ¢ Hucxo-
JSIIUM XOJIOJMIIBHIUKOM, PEaKIMOHHYIO0 CMECh IeperoHs0T, codupas (Gppakiuro
¢ T. xum. 140-210 °C. JuCTHUISAT BCTPSIXHUBAIOT C HACHIIICHHBIM PacTBOPOM
K,CO; s HedTpanu3anuu M30BITKAa KHCIOTH. BeH30KCa30J1 3KCTparupyroT
spupom (25 i), >3¢upHy0 BHITKKY cymart npokaneHHbiM K,COj;. Ddup
OTTOHSIOT, OCTaTOK IEepPeroHsT, cobupas ¢paxmuio ¢ T. kun. 181-183 °C.
BeH30Kca30y1 TIEperoHseTcs B BHAE TM0YTH OeclBeTHOi xuakoctu (N 1.17),
NpH JKENaHUH €ro MOXKHO meperHats B Bakyyme. Boixong 8.1 r (41% ot
TeopeTrdeckoro). [Ipu IIuTenbHOM XpaHEeHHH OEH30KCa301 00pa3yeT KpymHbIe
OecuBeTHble Tpu3Mbl, T. 1. 30-31 °C.

AMP 'H & (m.a., CDCly): 7.36 (2H, m); 7.57 (1H, m); 7.77 (1H, m); 8.20 (1H, ¢).

Bb11.6. 2-MeTHa0eH30KCA30.1

JIAB. c. 218
o
NH; ?; N
O, 4~ =00
OH 0}7 A ©
o-AMrHodeHon 5r CuHTe3 NnpoBOAAT
YKCYCHbIN aHruapug 125r B BbITAXKHOM LIKady

B nByxropayro kpyriogoHHy koj0y emkocteio 100 mi, cHaOxeHHyH Ka-
NEeNbHOH BOPOHKOH, OOpAaTHBIM XOJIOAMJIBHUKOM C XJIOPKaJbI[MEBOH TPyOKOi
Y MarHUTHOW MEIIajJKoH, MOMENIAIOT 5 I' o-aMHHO(EHOJIa B 3aTeM MEIJICHHO
IpH OXJaXJCHHUH JIeNIHOH BONOM nobaBigroT 12.5 r yKcycHOTO aHTHIpH-
na. PeakumoHHylo cmech KUOATAT B TedeHne 30 MHH, a 3aTeM IeperoHs-
10T, cobupas ¢ppakuuro ¢ 1. kun. 140-210 °C. Ilocne OKOHYaHUS TEPETOHKHU
9Ty (GpakKiMi0 BCTPSIXUBAIOT C HACBIIICHHBIM BOIHBIM pacTBopoM K,CO; mo
MOSIBIICHUS MIETOYHOU peakiuu (ocmopooicno, OypHOE BbIACICHHE TUOKCH-
na yrieponal!) u 3atem skctparupyrootr sdupom (2%25 mu). DdupHsiit pac-
TBOop BHICymmBaoT Haax K,COj;, 3QuUp OTrOHSAIOT, OCTATOK MEPETOHSIOT.
Beixon 4.5 r (61% ot teoperuueckoro); T. kun. 85 °C / 20 mm pr. cr.};
n& 1.5395.

AMP 'H & (m.a., CDCl3): 2.61 (3H, ¢); 7.27 (2H, m); 7.43 (1H, m); 7.63 (TH, m).
AMP 3C 6 (m.g., CDCl,): 14.4; 110.1; 119.4; 124.0; 124.4; 141.5; 151.0; 163.7.

! Mmu 200-202 °C / 760 mm pr. cT.
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B11.7. Ben3zorpmuazou

let. c. 87
Ol o O
N
NH, CH3;COOH NG
o-OeHnneHgnamunH 54r CunHTEe3 NnpoBOAAT
CH;COOH 12 mn B BbITAXKHOM WIKady

NaNO, 35r

B crakane emxocthio 250 mi pactBopsioT 5.4 T o-peHwIeHAnaMHHA B CMECH
12 mn CH;COOH u 25 M Bogsl. K momydeHHOMY pacTBOpY NpH ITE€peMeIIu-
BaHWHU ToprusmMu 1o 2—-3 M pob6asisttor pactBop 3.5 T NaNO, B 10 mm Bogpsl.
[Iporcxoaut caMONPOM3BOIBLHOE PAa30TPEBaHNE PEAKIMOHHOW CMECH, TeMIlepa-
Typa ee gocturaer ~7/0 °C u OKpacka CTAaHOBHTCS OpaH)KeBO-KpacHOH. PacTsop
OXJIAXKTAIOT Ha JeqsHON OaHe W HelTpamusyroT mobaBimenuem 2 M NH,OH
1o pH 7, mpomoikas mepeMemmnBaTh CMECh [0 NMPEKpalleHus BBIIAICHUS KpHU-
CTAJUINYECKOTO ocanka. KopnuHeBbIli 0cafok OT(OUIBTPOBBIBAIOT, HPOMBIBAIOT
nestHon Bojoi (4%25 mun) u cymar npu 70-80 °C, a 3aTeM nepeKpUCTaIU30BbI-
BaKOT u3 GeH30/1al ¢ MPUMEHEHNEM aKTMBUPOBAHHOTO yriisi. Beixon 4.6 T (77% ot
TeopeTuueckoro), T. mwi. 98—-99 °C. BeH30TpHa301 MOXKHO TaKXe OYHCTHTH Iepe-
TOHKOI B Bakyyme, cobupast ¢pakuuio ¢ T. kum. 156-159 °C / 2 mm pt. cr.

AMP 'H & (M.a., OAMCO-dg): 4.20 (TH, yw. c); 7.48 (2H, m); 7.98 (2H, m).
AMP 3C & (m.a., OMCO-dg): 114.9; 125.3; 138.7.

Bb11.8. 2-MeTuja0eH3UMHAA30.1

let. c. 79
NH, N
HCI
+ CH3;COOH —— \>___
NH, NH
o-OeHuneHanaMmnH 108 r CuHTe3 npoBOAAT
CH;COOH 9 mn B BbITA)KHOM WKapy

B kpyrmononnyto kondy emkocthio 50 mi nomenraror 10.8 v o-bennnenmnamuna,
9 M1 CH;COOH u 1-2 mu koun. HCI. CMech KUISATAT ¢ OOpaTHBIM XOJOMMIIb-
HuKoM 1.5-2 daca, pazbaBnsroT 12 M Boasl, 100aBIsAOT 1 T aKTHBUPOBAHHO-
ro ymis ¥ kunAtar eme 15-20 MuHyT. Yronbk OoTOHIBTPOBBIBAIOT, a (UILTPAT
MIPU SHEPTUYHOM IMEePEMEIIMBAHUHA M OXJIAXICHUU JICASHOW BOJOW OCTOPOXK-
Ho mommenaunBaoT 20%-m pacrBopom NH,OH 1m0 mosiBaeHus B peakiinoH-
HOH cMecH cilaboro 3amaxa aMMHaka. BITaBIIMiA 0caJoK OT(HIBTPOBBIBAIOT,

1 U3 pacuera 5 mu O6eH3zona Ha 1 T BemecTsa.
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TIIATENILHO MPOMBIBAIOT JieasHoM Bomou (4x5 mui) u cymar npu 100-110 °C.
Beixox 10.6 r (80% ot teopernueckoro), T. mi. 173-174 °C. Tlomy4ueHHbIi
NPOAYKT CJErKa OKpallleH, ero MOKHO HCIIONIb30BaTh JUIS JalbHEHIINX CHHTE30B
0e3 JIOTOIIHUTENILHONH OYHCTKH, HO TIPH HEOOXOAMMOCTH 2-METHIIOCH3MMHUAA30T
OYMIIAIOT TEepPEeKpHUCTAIIN3alUel U3 BOABI C NMPUMEHEHHEM aKTHBHPOBAHHOTO
yost. [Tomydaror GemocHEKHBIE MTOJIOYKU ¢ T. . 176-177 °C.

AMP 'H & (m.a., AMCO-dg, CDCly): 2.56 (3H, c); 7.08-7.13 (2H, m); 7.46 (2H, yuw. c);
12.34 (1H, yw. c).

AMP 3C 6 (m.g., AMCO-dg, CDCly): 14.7; 121.1; 151.3.

B11.9. 4,5-Indennanvuaazon

let. c. 74
o @
\\Ll CH{COONH, | N\>

O O NA CH3COOH NH
beHsun 525r CvHTe3 npoBoaAT
YpoTtponuH 065r B BbITAKHOM WKady
CH3;COONH, 3r
CH;COOH 125 mn

B kpyrmomonnyio koi0y emkoctbio 250 MiI, cHaOKEHHYIO OOpaTHBIM XOJOIHIIb-
HUKOM C XJIOpPKaJbI[MeBOH TpyOkoi, momemaror 5.25 r Gensmma, 0.65 r ypo-
tponuHa, 3 T CH;COONH, u 125 mn CH3;COOH. Cmecp xumatsat 1 dac.
OxnaxJeHHYI0 peakIMOHHYI0 Maccy BbumMBaioT B 1.25 m Boxsl. Ilomyduennsrii
pacTBOp 00ECIBEUMBAIOT HAarpeBaHWEM C aKTUBHPOBAHHBIM yIiIeM, (UIBTPY-
10T, QUIBTpaT HEHTPaNHU3yIOT BOAHBEIM PAacTBOPOM aMMHaka. BeimaBmmil oca-
JOK OTHAENAI0T (QIIBTPOBAHUEM, MPOMBIBAIOT HA (HIBTPE XOJOTHOW BOIOM
(4%30 M), cymrar B Bakyyme mipu 100 °C. Beixox 5 r (91% ot Teopetndeckoro),
T. . 231-232 °CL

AMP 'H & (m.g., CDCly): 7.29-7.35 (6H, m); 7.50-7.53 (4H, m); 7.69 (1H, ¢).

b11.10. 3,5-Aumernanupason

NaOH
WL enrso, T
2

HeperI/ICTaJ'IJII/BaHI/If{ U3 JUOKCaHa.

let. c. 70

Yz
Z

Z
I

1
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lMapasnH cepHOKNCAbIN 13r CuHTe3 npoBOAAT
NaOH, 10%-1n pactBop 80 mn B BbITA’)KHOM LIKady
AueTnnaueToH 10r

B tpexropnoii konbe emxocthro 250 mul, cHAOXKEHHOH KamleabHOW BOPOHKOH,
MEXaHMYECKON MEIIAIKOH U TEPMOMETPOM!, pacTBOpsOT 13 I' CEpHOKHUCIIONO
runpasuna B 80 mn 10%-ro pacrBopa NaOH. K pactBOopy MemieHHO mo Ka-
mwisM npu oxiaxaenun a0 15 °C B Teuenme 30 muH npubasisaior 10 T ame-
THJIaleToHa. PeakinoHHYI0 cMech MepeMeIInBaloT B TeueHne 1 yaca mpu 3Toi
tTemneparype, 3areM npubasistor 40 Mi BOABI IS pacTBOpEHHS Ocalka He-
OpPTaHWYECKHX COJIeH M MEePEeHOCAT B JEIHUTENbHYI0 BOPOHKY. OOpa3oBaBmIHniics
MUPa3oi dKCTparupyroT 3dupom (3%25 mi). DdupHbie BHITSKKA 0O0BETHHSIOT,
mpoMbIBatoT HackiieHHbIM pactBopoM NaCl u cymar 6e3BogubivM K,CO5. Ddup
yAaJSIFOT Ha POTOpHOM wucmaputene. Beixon 7.4 v (77% 0T TeopeTHUECKOro),
T. . 107-108 °C. [Ipu HeoOXOAUMOCTH MPOAYKT MOKHO MEPEKPUCTALTU30BATh
M3 BBICOKOTO Terponeiinoro s¢upa (T. kum. 70-100 °C).

AMP 'H & (m.a., CDCls): 2.28 (6H, ¢); 5.80 (1H, ¢); 10.5-13.3 (1H, ywwup. c)
AMP 3C & (m.g., CDCl,): 12.2; 103.9.

B11.11. 4(5)-®enunaumuaaszosn

fet. c. 74
0]
Br N
+ HCONH, —— >
A NH
®eHaunnbpommna? 8r CunHTE3 NnpoBOAAT
®opmammng 50 mn B BbITAXKHOM WWIKady

B xpyrnogonnyio koi0y emkoctbio 100 mi, cHaOXXeHHYIO BO3AYLIHBIM XO-
JONUIBHUKOM C XJIOPKANBIMEBON TpyOKoH, momemaioT 8 r ¢eHanmnopoMu-
na, 50 M ¢popmamuga u kunATAT 2 vaca. [Ipm 3ToM cHayama oOpasyercs
SIPKO-KpacHBIH pacTBOp, KoTopbiii uepe3 10-15 MHHYT cBeTieeT M JO KOHIIA
peaKkIUMu OCTAaeTCs CBETIO-OpaHKeBbIM. [lo oxiaxiaeHun ero obpabarbiBa-
ot 200 ma ropsiueii pas6asinennoin HCI (1:1), mpu HeoOXOIUMOCTH KHIIATAT
c yriaeM, QUIBTPYIOT W (QIIBTpAT MOAMIECIAYMBAIOT PACTBOPOM aMMHAKa [0
pH 7-8. Bemapmuii 4(5)-heHuanMuaa3oa OTACHSIOT W OYHINAIOT II0CIEH0-
BaTEIbHON IepeKpHCTaUIn3anneil u3 Boabl U Genzona. Brixox 5.2 r (90% ot
TEOpeTHUUeCcKoro), T. mr. 128-129 °C.

AMP H & (m.a., AMCO-dg): 7.19 (1H, 7, J = 7.4 Tu); 7.36 (2H, 7, J = 7.6 Tw); 7.60 (1H, ¢);
7.76 (1H, c); 7.80 (2H, #, J = 7.5 Tu); 12-12.75 (TH, yw. ¢).
AMP '3C & (m.a., AMCO-dg): 114.9; 124.2; 126.0; 128.4; 133.9; 135.9; 138.1.

1
2

Ha xoH4nmk TepMoMmeTpa HaJeT PEe3WHOBBHIH IUIAHT.
Jlakpumatop!
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B11.12. Merna-2-amuno-4,5,6,7-rerparunpo-1-6enzornodeH-3-kapookcunar
Bull. Soc. Chim. Fr. 1975. N2 8. P. 1786

Opr.T. 2. c. 22
"\ S 0
O\_/NH 8 OMe
CN —
O/lk/ MeTaHorn I\
S NH,

LInknorekcaHoH 98 r
MeTtunuymnaHoauertat 99 r
Cepa nopoLwok 32r
MopdonuH 4 mn
MeTaHon 30 mn

B Tpexropinoii konde emrxocteio 100 My, cHabXeHHONH OOpaTHBIM XOJOIMILHUKOM,
KareabHO BOPOHKOHM, BHYTPEHHHM TEPMOMETPOM W MarHUTHOHW MEIIaJKOH, mome-
IICHHOH B BOAsAHYIO 0aHrO, TOTOBAT pactBop 9.8 r mukimorekcanona u 9.9 r metmi-
nuanoarierara B 30 i metanosa (0cmoposicHo, METaHON U €ro Maphl sAOBHUTHI!).
K momyuennomy pactBopy mpuOaBisioT 3.2 T TOHKO pacTeprtoit cepsl. IIpu mepe-
MEIINBAaHUN K TIOMYyYeHHOH CMEeCH MPHOABISIOT MO KarsiM 3—4 Mi MOpQOIIMHA,
cresis 3a TeM, 4TOOBl peaknnoHHas CMeCh He IreperpeBaiachk. [lo okoHUaHM 3K30-
TEPMUYECKON PEakIWy CMeCh HarpeBaroT Ha BOJSIHOW OaHe 10 TOIHOTO pacTBO-
peHust cepbl (MHOTIA OTIOJHUTENBHBIH HarpeB He TpeOyercs). [Tocne oxnmaxneHus
1o 0 °C u3 pacTBOpa BBINAAACT MPOAYKT B BHIC XKENTHIX KpHCTALIOB. [lomydeH-
HBIH MPOIYKT OTGHIBTPOBBIBAIOT MO BAKYYMOM Ha MOpUCTOM (uibrpe. [Iponykr
OYHMINAIOT MepeKpHCTAIUTM3AIEH N3 METaHONA WM STaHOINA, ToNydasi OecI[BETHbIE
uronpaareie Kpuctamwiel. Boixon 15.8 r (75% ot teopernueckoro), T. mi. 122 °C.

AMP 'H & (m.g., CDCLy): 1.75 (4H, m); 2.49 (2H, m); 2.68 (2H, m); 3.78 (3H, ¢); 6.01 (2H, yw.c).
AMP 3C & (m.o., CDCl,): 22.7; 23.2; 24.4; 26.8; 50.5 105.3; 117.5; 132.3; 161.8; 166.4.

B11.13. 5-Hurpodypan-2-kapéanabaerua
(5-uuTpodypdypoa)
0

>\._

o
ON/C)\(\( H,SO,
O HO HZOA OoN O HO

let. c. 94

®ypdypon 6.7r CuHTe3 npoBoOAAT
YKCYCHbIN aHrngpug 50 mn B BbITAXKHOM WWIKady
HNO; (d%° 1.42)" 5 mn

H,SO, KoHu, 13.55 mn

! Kommepueckas KOHIIEHTPUPOBAaHHAs a30THast Kucuora oObruno mmeeT d2° 1.32 — 1.36 r/mu.

Kucnory ¢ d3° 1.4 roropat, cmemusas ko, HNO; ¢ gpiMsmieii. COOTHOLIEHHE KOMIIO-
HEHTOB OIPEJENISIOT 110 «IPaBHIYy KpecTa»
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a)  5-Humpodyppyponouayemam

B uetsipexropiyio kon0y emxocThio 250 M1, CHaAO)KEHHYI0 MEXaHW9YeCKOH Me-
IIaJIKOHM, OOpaTHBIM XOJIONMILHUKOM, KalelbHOH BOPOHKOH W TEPMOMETPOM,
ONYILIEHHLIM MOYTH 10 AHAa KouOwll, momemaroT 50 MJI yKCycHOTO aHrMapuaa
W, TIOAJIEP)KUBAsl TEMIIEpaTypy COAEpPKUMOTo Koiobl okono 0 °C, mpuiauBaroT
5 M HNO; u 0.25 min xonn. H,SO,. 3arem k HUTpyrOWEeH cMeCH HPUIMBAIOT
B Teuenne 10 MuHyT 6.7 T cBekemeperHanHoro Gpypdypona Tak, 9ToOBl TeMIe-
parypa cmecu He npessimana 10 °C. IlomydeHHBI 3eeHOBaTHI pacTBOp Iepe-
memmBator 1.5 9 mpu 15-18 °C, mocne yero xk HeMy npuiuBaroT 42 MIJI BOABI,
CIIeNs 3a TeM, YTOOBI TeMIlepaTypa peakiuoHHoW cMecu He Obiia Beimie 10 °C.
Obpasyercs CBETIO-OpaHKeBasi dMYJIbCHSA, K KOTOPOH HpH MepeMemuBaHuu
npunuBatoT 8.4 man 20%-to pactBopa Na;PO,, momnepxuBas TeMmmeparypy pe-
aKIHOHHOU cMecH 0Kkojo 53-55 °C, mocie 4ero mpojoKarT MepeMeNIHBaAHIE
eme 1 gac mpu KoMHaTHOW Temneparype. Hutpodypdyponananerar Beiensercs
B BHJIE CBETJIIO-KOPHYHEBBIX KPHCTAJIIOB, KOTOPbIE OT(QMIBTPOBBIBAIOT, IPOMBI-
BalOT Ha QuiIbTpe Bomoil W cymar. Beixon mpoaykra 11 r (65% ot Teoperu-
yeckoro), T. 1. 87-89 °C. Ilocie mepeKpuCTAIUIM3aUUH U3 CIIUPTA MONTYYaAOT
KeNToBaThle KpucTayisl ¢ T. wr. 91-92 °C.

6)  5-Humpopypgypon

B Tpexropaymo mpoayTyo a30ToOM HIM aproHoM koyi0y emkocThio 500 mu,
CHa0)KCHHYIO MEIIAJIKOM, BO3IYIIHBIM XOJOAMIBHIUKOM W KarelbHOW BOPOHKOH,
nomeniatoT 11 r HuTpodypdyponauaierara u Ipu NepeMENIMBAaHUA B TEUCHUE
15 munyTt npunuBaioT pactBop 13.3 mu koni. H,SO, B 48 mu Bomel. Peak-
LIMOHHYI0 CMECh HarpeBaloT B TedeHHe 1 yaca Ha KuIsiled BOASHON OaHe.
B TeueHue Bcero sKCIepUMeEHTa B KOJIOY MPOMYCKAIOT YMEPEHHBIH TOK a30Ta.
Hutpodypdypon Bbiaensercs Ha JHE KOJObI B BHUJIE TEMHO-BUIITHEBOW Mac-
JSHUCTOU XKUAKOCTH. [1o OXNaxXJeHWH peakiMOHHOW cMecu HUTpohypdypoi
skctparupyror 250 M adupa. DPUPHBIH IKCTPAKT MPOMBIBAIOT HEOOIBIITHMMHU
MOPIMSIMA BOZBI IO MCYE3HOBCHHS PEaKIUU Ha Cyab(parT-uOH M CYILIAT MPOKa-
JIEHHBIM CYb(haToM HaTpHus. DPUP OTTOHSAIOT, OCTATOK MEPETOHSIOT B BaKyyMe.
Beixon 5.2 r (81% or Teopernyeckoro), T. kum. 128-132 °C / 10 MM prT. CT.
Hutpodypdypon — xentoBaras OBICTPO KPUCTAJUIM3YIOMIASACS NMPHU KOMHATHOU
TeMIepaType MAacisSHUCTasl XUAKOCTh. [IpOIyKT MepeKpUCTAIITN30BBIBAIOT U3
nerposeitHoro 3¢upa; T. mi. 35-36 °C.

MK (v, cm™"): 1715; 1550; 1360; 1260; 1210.
AMP 'H & (m.a., CDCl3): 7.40 (1H, g, J = 4.5 Tu); 7.46 (1H, g, J = 4.5 Tu); 9.84 (1H. ¢).
AMP 3C 6 (m.g., CDCl,): 111.8; 119.1; 151.0; 178.3.

b11.14. 2-Bpomrtuoden
fet. c. 31

A\ HBr/KBrO3 (‘)\
S Br

CJIeI[I/ITI;, yTOOBI MeIIajgKka He Kacajach TepMOMeTpa!

1
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TnodeH 336Tr CuHTe3 NnpoBOAAT
HBr, 40%-a 20 mn B BbITA)KHOM LIKady
KBrO; 223r

Sdup 40 mn

B uetsipexropiyio kon0y emxocThio 200 My, cHaO)KEHHYI0 MEXaHWYEeCKO Me-
IIaJIKOW, TEPMOMETPOM, KalleJIbHOM BOPOHKOM M BO3AYIIHBIM XOJOAMIBEHUKOM,
romMemaioT pactBop 3.36 r cBexernepernanHoro tuodeHa B 20 mu a¢dupa. Peax-
OHOHHYIO cMech oxnaxaarT a0 5 °C u mopuusmu npubasisior 20 M 40%-it
HBr, e momyckas moBbimeHust Temmneparypsl Boime 10-12 °C. 3atem mpwu
WHTEHCHBHOM II€pEeMEIINBaHNH, MOJAepKnBas Temreparypy He Bbrme 10 °C,
B Teuenune 0.5 gaca mpubasmisaror mo kamraM pactBop 2.23 r KBrO; B 40 mn
BOJBI, TIOCJE YETr0 BBIICPKUBAIOT pEakIUOHHYI0 cMmech 2 daca mpu 20 °C.
OpraHu4eckuil CIIOW OTHENSIOT, BOIHBIA IKCTparupyotr sdupom (2x10 mu).
Opraanyeckue Gpaknuu o0venanHA0T U npombiBaioT 10%-m pactBopom NaOH
70 TIpEeKpallleHns] OKpPAIIMBAaHUS MIEJIOYHOTO PacTBOpA, 3aTeM BOAOH W cymar
6e3BogabIM MQSO,. Dup OTrOHSIOT, OCTATOK MEPETOHSIOT, coOHupas GppakIuio
¢ T. kum. 145-156 °C. Ilocme MOBTOPHOH MEPErOHKH MONydaroT 3.8 T MpoayKTa
(58% ot Teopertuueckoro), T. kum. 150-153 °C / 760 mm pr. ct.; nZ’ 1.5860.

MK (v, cm™"): 1221; 1044; 973; 841; 819.

AMP 'H & (m.a., CDCl3): 6.9 (1H, ag, J = 5.5 n 3.5 Ty); 7.08 (1H, aa, J = 3.5 n 1.4 Tu);
7.25 (1H, pp, J = 5.5 n 1.4 Tu);

AMP 3C & (m.a., CDCl,): 112.1; 127.0; 127.6; 129.8.
B11.15. 5-Bpomypan-2-kapéanabaerua

(5-6pomdypdypoun)
leT. c. 28; A-b. c. 73; J1-M. c. 15

[ S (W
0~ “CHO cicH,CH,ClL Sy — O

TMOPOXUHOH
®Oypdypon 4.2 Mmn CuHTe3 npoBOAAT
1,2-AnxnopataH 40 mn B BbITAXKHOM LIKady
bpom 2.6 mn
Cepa 0.01r
MapOxXMHOH 0.01r
MgO 08r

B uetsipexropmyto xondy emxoctsio 100 mi1, cHaO)XeHHYIO KalenbHOH BOPOHKOH,
OOpaTHBIM XOJIOWIBHUKOM C XJIOPKAJIBIHUEBON TPyOKOil M KammuIsipoM JUIs Tpo-
MMyCKaHus caboro TOKa MHEPTHOTO ra3a, MOMEMIAoT 4.2 MJI CBEXKETIEPErHaHHOTO
dbypoypoma, 20 mir cyxoro muxmopatana, 0.01 r cepsr u 0.01 T ruapoxwmHOHA.
PacTBOp HarpeBaloT Ha BOASHOH OaHe 10 KUIEHWS M NPHOABISIOT B TEUCHHE
0.5 gaca pactBop 2.6 mi Opoma B 20 MI QUXIIOpITaHA C TaKOH CKOPOCTHIO,
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4T00Bl OPOM yCIeBal MPOPEarupoBaTh M €ro Mapbl HE MOJHHUMAIUCH B XOJO-
nuibHUK. OTHOBPEMEHHO Yepe3 cMech MPOMyCKAIOT ca0blif TOK HHEPTHOTO rasa.
IMTo oxoHuaHWUKM OPOMHUPOBAHUS PACTBOP KUIATAT eie 30 MUHYT, 3aTeM TMOPLHUSIMH
nob6aemsror 0.8 T MgO s pasnokeHHss MOOOYHBIX MPOLYKTOB OpOMHUPOBaHUS
U OCTaBJSIOT Ha 15 muHyT. OCafiok OTAENSIOT, @ PacTBOP IEPEroHsIOT C BOIS-
HBIM IapoM. B mepByro odepenp OTTOHSETCS AMXIOPITAH, MOCIE Yero HAYMHACT
neperonatecs opomdypdypon. Kak Tombko B XONOAMIBHUKE TOSBATCS MEPBBIC
Kpuctajuisl 6poMpypdyposia, XOJIOIMIFHUK 3aMEHSIOT Hacankoil Bropua, Hemo-
CPEJICTBEHHO COCAMHSIOIIEH MEPEeroHHyI0 KO0y ¢ TaKoi ke KOIOOH-TIPUEMHHUKOM,
OXJIAXKIAeMON MPOTOYHO# Bozoi. [To okoHUaHMU MeperoHku OpoMbypdypor ot-
(GUIBTPOBBIBAIOT, 2—3 pa3a MPOMBIBAIOT XOJIOAHON BOJOMH, BBICYIIMBAIOT MEXKIY
nuctaMu QuiabTpoBanbHO Oymaru. Beixom 5.5 r (63% oT Teopernyeckoro),
T. 1. 79-80 °C. {ns ounctku 5 r 6pomdpypdyporna pactopsitor B 12.5 M crimp-
Ta, PacTBOpP OOCCIBEUNBAIOT KUIISTYCHUEM C AKTUBHPOBAHHBIM yIVIeM, (QUIBTPYIOT
ropsiuuM, GUIBTPAT pa30aBiIsIOT paBHBIM 00BEMOM Topstuell Boabl. IIpu oxnax-
JeHuH pacTBopa OpoMbypdypos Beiagaet B Buae OSCIBETHBIX ONECTAIINX HII,
TEMHEIOMNX NpH XpaHeHuH; T. mi. 82 °C.

b11.16. 5-Uoadypan-2-kapdaiabaerug

(5-uondypdypo.r)
A-B. c. 74; JI-M. c. 18

K
Br@CHO "CH,COOH I@CHO

5-bpomodypdypon 5r CuHTEe3 NnpoBOAAT
KI (cyxom) 5r B BbITAXKHOM WWKady
CH;COOH nepaHas 25 mn

B kpyriomonnyro koy0y emkocThio 150 My, cHaOkeHHYIO OOpaTHBIM XOJIO-
JUIBHUKOM, MOMEINAT cMech 5 r 5-0pomdypdypoina, 5 r cyxoro Kl u 25 ma
JNeTHON YKCYCHOW KHCIOThI. CMech KUIATAT 1 yac B kojbe Ha TecyaHou
Oane. I3 mpospauHoro pactBopa yxe depe3 12—15 MUH HAYMHAET BBIACIATH-
csl OcalloK; MpH AajbHEHIIeM HArpeBaHWU KOJIMYECTBO OCANIKa YBEIHMYUBACTCS
U PacTBOpP CTAaHOBUTCS KpacHO-KOpHYHEBBIM. Uepe3 1 dac kK OXJIaXJEHHO pe-
AKIMOHHOW cMecH mpH nepememuBanuu ao6asisitor 70 mur Boabl. [Ipu atom
BBIJIEJISIeTCST OOMIIBHBIM OCaJoK, KOTOphId depe3 1.5 yaca oTduibTpoBBIBAIOT
Ha BOpPOHKe BroxHepa, MpoOMBIBalOT BOAOH U CylIaT B BaKyyM-3KCHKAaTOpe Haj
6e3soaabiM CaCl,. Beixox 5 r (79% ot teopernueckoro), T. mir. 124-126 °C.
Heounmennsiii 5-uondypdyposn pactBopsior B 22 Ma cnupTa, H00aBis-
ot 0.5 r akTHBUpOBaHHOrO yrisi, KUMATAT 10 MUH U QUIBTPYIOT TOPSUUM.
U3 ¢unprpara npu OXJaKICHUM HAYMHAET BBINANATh OCAJOK B BHJE JKEJITBHIX
uronouek. [Ipu noOaBneHUH paBHOrO 00beMa BOJBI U3 PacTBOpa ONSTH BhIIA-
JaeT OOMJIBHBIA OCallOK B BUJE JKEITHIX MYIIUCTBIX Uri. KpucTamibsl oT¢uib-
TPOBBIBAIOT, MPOMBIBAIOT 3—4 pa3za HeOOJIbIIUMU TOPIHUSIMH XOJOIHOW BOIBI
U OCTaBIISIIOT HA HOYb B JKCHKATOpE HaJa XJOPHIOM Kanblius. Bwixong 4.5 T
(71% ot teopermueckoro), T. mr. 127-128 °C.
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B11.17. 2-Tuodenkapodoaanaerua

(2-THeHmITAIBbACTH)
J. Am. Chem. Soc. 1953. V. 75. P. 989

©]
Q + >N—CHO + POCl; ——» 1/H20, Q\CHO

TnodeH 105 CuHTe3 npoBOAAT
OMOA 12.1 mn B BbITAXKHOM WIKady
POCl; 14.3 mn

Sdup 60 mn

B xonby o6vemom 250 mi1, cHaOXXEHHYIO MEIIAJIKOH, KaleIbHOW BOPOHKOH, Tep-
MOMETPOM ¥ BO3IYIITHBIM XOIOAMIBHUKOM, mmoMemaior 10.5 r tTnodena u 12.1 mn
IM®A. Cmech oxnaxaatoT 10 10 °C u memanenHo npukanbiBaoT 14.3 M POCI;.
[Ipn sTOM TeMmeparypa peakIMOHHOH MacChl TOCTENEHHO MoBbimaercs. Konby
OXJIQKJAIOT, CIEAs 3a TeM, YTOObl TeMIeparypa peakIHOHHOW CMECH He Tpe-
Beimaia 30-40 °C. Korma Boeimenenne HCI mpekparutcs, koia0y HarpeBaroT Ha
BoAsHOW Oane B TedeHHe 1 waca ¢ mepememmBaHuUEM. PacTBOp OXIaxmaror,
B kouOy mo6apnsaror 150 T TonMYeHOTro JibJia, MOCHE Yero pacTBOp HEHTpaiusy-
foT HachleHHBIM pacTBopoM CH;COONa. MacisiHblii clioi OTACINSIOT, BOJHBIN
akerparupyot adupom (3x20 mu). Opranuueckue Gpakiuuy OObEAUHSIOT, TPO-
MEIBAIOT HACHIIICHHBIM BOAHBIM pacTBOopoM Na,COj, cymar Ham 6e3BOAHBIM
Na,SO,. Ddup ymansgioT B BakyyMe BOIOCTPYHHOTO HAcoca, MACISIHBIA OCTAaTOK
NEPETOHSIOT B BakyyMe B arMocdepe aprona. Brixon 10.2 v (72% ot teopern-
geckoro), T. kum. 44-45 °C / 1.1 mm pr. ct.; n& 1.5900.

WK (v, cv™"): 1670; 1500; 1250;1050; 870.
AMP H & (m.4., CDCls): 7.21 (1H, m); 7.76-7.80 (2H, m); 9.94 (1H, m).
AMP 3C & (m.g., CDCl,): 128.3; 135.1; 136.4; 143.9; 183.0.

b11.18. 1H-Uupon-3-kapéanabaerua
(3-popmuaunmo)

let. c. 25
CHO
@

Y+ N=CHO + socl, —» HH0, A

NH 7/ NH
Mupgon 6r CuHTe3 npoBOAAT
SOcl, 3.7 mn B BbITAXKHOM WwKady
OMOA abc. 15 mn
NaOH 42r

B tpexropmyio xonby emrocthio 50 Mi, cHaOXKEHHYI0 MEXaHWYCCKOW MeIral-
KOH, OOpaTHBIM XOJOAMJIBHUKOM C XIJIIOPKaJIbIIMEBOU TPYOKOH W TEpMOMET-
poM, momemarT 3.7 mu cBexenepernannoro SOCI, u MemaeHHO MO Karmsam
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IpU MOCTOSHHOM MEPEMCIIMBAHUM W OXJAXKJACHUU IbJOM MPHOABISIOT
4 mn abc. [IM®A?L Yepes 30 mMuH 00pa30BaBUIMICS CEPHUCTBIH AHTHMIAPHL
yAAISIOT MPOMyBaHMEM WHEPTHOTO rasa 4epe3 peakiMoHHyr cMech. K mo-
JNYYCHHBIM OECIBETHBIM KpHcTamiam no0aBisior 8 ma JJM®PA u mo kamisim
MpY MEpEeMEIINBAHUEN TPUOABIAOT pacTBop 6 r uumona B 3 mu JM®A, noxn-
JepIKUBasi TeMrepaTypy peakunoHHoi macchl He Bbime 20 °C. PeakiuoHHytO
CMecCh BBIICPKUBAIOT MpH 3Toi Temmeparype 30 MHHYT M BBUIMBAIOT Ha Je/,
a 3aTeM HEHTPaTH3yIOT BOJHBIM pacTBopoM 4.2 T eakoro Hatpa B 10 mu Bompbl,
HArpeBalOT A0 KHUIICHHS M OXJIKAAIOT. BhIMaBiine KpUCTAIIIBI OTQUIBTPOBBI-
BAIOT, TPOMBIBAIOT BOJOW M cymar Ha Bo3ayxe. Beixom 7.3 r (98% ot Teope-
THYECKoro), T. tr. 192-193 °C.

WK (v, cm™"): 1650; 1430; 1400; 1110; 780; 760.

AMP 'H & (m.g., AMCO-d,, CDCly): 7.20-7.26 (2H, m); 7.49 (1H, g, J ~ 7 Ty); 8.05 (1H, ¢);
817 (1H, p, J ~ 7 Tu); 9.95 (1H.c); 11.97 (1H, yw. ¢).

AMP 3C & (m.a., AMCO-dg, CDCl3): 112.2; 118.3; 121.0; 122.0; 123.3; 124.2; 137.1;
137.6; 184.5.

B11.19. 2-Metnadypan

(cuabBaH)
JIAB. c. 135
A\ N,H, - H,0 D\/N—NHz NaOH @\
o~ —CHO Ho~_OH O YAN O

®ypdypon 25r
lmpapasmHrugpat, 85%-1 pacTteop 15 mn
DTUNEHINNKOSb 125 mn
NaOH 4r

B xpyrononHoi#t konbe eMkocThio 250 M cMemmnBaIOT 25 I cBeKelneperHaH-
HOTO (bypdypoma ¢ 125 M1 STHIECHTIIMKONS U MOCTEIEHHO MPU BCTPSIXUBAHUU
W OXJIaXXJeHHH Bojoi mpubasmsor 15 mu 85%-ro pactBopa ruapasuHruapara.
[Ipu 5ToM BBIMagaeT KeAThI KPUCTAIUIMIECKHA 0CaloK Tuapa3zoHa Qypdypoina
(vHOTZAa OCaJOK He BBIMAJaeT, HO HAa BBIXOJC CHJIbBAHA JTO CYLIECTBEHHO HE
ckaspiBaercsi). CMech OCTaBiSIIOT Ha 15 MHH MpH KOMHaTHOH Temmeparype,
3areM npubasisaoT 4 v TBepaoro NaOH, mpucoenuusror k konbe mediaerma-
TOp C HUCXOASIIUM XOJOAMJIBHUKOM, aJOH)XEM W NMPHEMHUKOM W HarpeBaloT
cmech 45 muH npu 100 °C. 3arem B TedeHue 1 daca Temreparypy HOAHUMAIOT
no 145 °C, mpu 3TOM OTrOHSIIOTCS CIJIBBaH W Boja. CHIIBBaH OTHEISAIOT OT
Bojbl, cymar ruiaBieHsiM NaOH u neperonsitor. Beixon 12.8 r (60% ot Teo-
peTnueckoro), T. kum. 63-68 °C / 760 mm pr. c1.; n¥ 1.4345.

AMP H & (m.g., CDCly): 2.28 (3H, ¢); 5.94 (1H, m); 6.25 (1H, m); 7.26 (1H, ¢).
AMP 3C 6 (m.a., CDCl,): 13.4; 105.4; 110.3; 140.8; 152.1.

1 Jlumerundopmamuy. A6comtotuposanue cm. Opr, T. 2. C. 409.
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b11.20. M30HHMKOTHHOBAA KHCJIOTA

Opr. . ll. c. 12; V. p. 1061; B-X. c. 831

COOH
KMnO
O~
H,0 O
N N

4-MeTtunnmpunanH 15r
Anuksat 336 2r

KMnO, 79r

B xpyrmomonHo#i konbe eMrocThio 1 11, cHaO)KeHHOH 0OpaTHBIM XOJOAMIIEHIKOM,
pactBopstioT 15 r 4-metmnmmupunuaa B 700 M Bombl M MpHOABIAIOT 2 T KaTalu-
3atopa Anuksar 336 (cmech OpomumoB Terpaankmiammonust Ce—Cg). 3aTeM mpu
MepeMeIINBaHNN Ha MAarHWUTHOW MeIajke HeOOIbIINMH IMOPIUSIMH AOOABIAIOT
79 r KMnO,. PeakunoHHyI0 cMeCh KHIIATAT MPH NEPEMEIINBAHUH B TEUCHHE
40 muayT, oxnaxnaoT 10 40 °C u ¢unasTpytor Ha Gonbioil BopoHke broxuepa
gepe3 Oymaxublii ¢uinsTp. Octarok Ha QMIBTpe mMpoMbiBaroT 50 Ma Teruroit
Boabl. OO0beaHEHHBIE (DUIBTPATHI MOMEMIAIOT B CTAKaH HAa 1 71 M TMOJKUCISIOT
HCI mo pH 3.6 (pH 3.6 — m3onnexrpudeckas Touka)l. IlomydeHHBIH pacTBOp
ynapuBarT g0 oobema 100 My Ha poropHOoM ucmaputene?. 1o oXmaxaeHun
KHCIIOTa BBINAJAeT B BHJAE MEIKMX OenbIXx KpucTaymioB. lIpoaykr ordumsTpo-
BBIBAIOT, IPOMBIBAIOT MAJIBIM KOJIMYECTBOM JICASHOW BOZBI M CYIIAaT HA BO3IyXe.
Beixog 10 r (50% ot teopernueckoro), 1. mi. 311 °C B 3amassHHOM KamuJsipe.

AMP 'H & (m.a., D,O/DCI): 5.30 (3H, ¢); 8.61 (2H, g, J = 7 Tu); 9.08 (2H, p, J = 7 Tu).
AMP '3C & (m.a., D,O/DCI): 130.0; 145.4; 145.5; 149.7; 167.8.

Bb11.21. MeTHIN30HUKOTHHAT

o b

COOH
O CH4OH O
HCI
N N
M30HMKOTMHOBAA KKUCOTa 5r
MeTaHon 100 mn
ITUNEHTNNKOSb 125 mn

! Hpome BCCTO Z[OGaBI/ITI) HECKOJIBKO Kall€Jib pacTBOpa METHJIIOBOTO OPaHIKEBOTO U HpI/I6aBH$ITB

KHCJIOTY IO KaIlIAM 10 IIOSABJICHUSA PO30BOTO OKpalllMBaHUA.

2 ManeHbKUMH nopaoyusaMH, TaK KakK IIPOUCXOAUT CHUJIIBHOC BCIICHUBAHUEC.
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B konbe emkocthio 200 mi, cHaOXeHHOW OOpaTHBIM XOJOJHJILHUKOM
u TpyOKO# ais mojaBoJa Tras3a, CyCIEHIUPYIOT 5 T H30HUKOTHHOBOW KHCIIOTHI
B 100 Mu1 MeTaHONIA ¥ NIPH HETPEPHIBHOM INE€PEMEIINBAHUH MPOIYCKAIOT Ta300-
OpasHbIil XJIO0pPOBOIOPOJ 0 pacTBopeHus ocanka (20 MuHyT). XJI0pOBOIOPOT
MOJTy4aloT B KOJIOE €MKOCTHIO 1 J1 IyTeM NpWIMBAaHUS KOHI[. CEPHON KHCIIOTHI
k cycnensuu NaCl B koun. HCI. 3atem cmech kumstst B Teuenue 40 MuHyT,
OXJIAXJAIOT, PACTBOPHUTENH OTTOHSIOT HAa POTOPHOM HCIIApUTENIe U K OCTaTKy
NpUINBAOT HackieHubiii pactBop NaHCO; no pH 7.5-8!. Brinasiuee macio
AKCTParupyrT 3pupom, opraHuveckyrw ¢asy oraenswoor, cymar MgSO, u ymna-
pUBaIOT Ha pOTOPHOM HcrapuTene. OCTaTOK MpeacTaBiseT cOO0H MpaKThude-
CKH YUCTBHIH METHJIOBBIA 3(QHp H30HUKOTHHOBOW KuCIOTHL. Bbhixon 4.5 r (80%
OT TeopeTnyeckoro), T. kum. 104 °C / 21 mm pr. ct., 209 °C / 760 mm pT. cT,;
nZ 1.5135.

AMP 'H & (m.g., CDCl3): 3.96 (3H, ¢); 7.84 (2H, g, J = 8 Tu); 7.78 (2H, #, J = 8 Tu).
AMP '3C & (m.a., CDCly): 52.7; 122.8; 137.2; 150.6; 165.5.

B11.22. 1-DTHAKaApOOMETOKCHITHPUINHUITH O

o b

o b
EZ>NS+/_|&ATOH’QP|O

x

MeTnnn3oHnKoTUHaT 5r
Stunnoana 58r
AueToH 5 mn
ddup 15 mn

5 r MeTHsI0BOTO 3(Upa U30HMKOTUHOBON KHUCIOTH U 5.8 T 3THIMOIUIA pac-
TBOPSIOT B S5 MJ aleTOHa B MaJeHbKOW KOJIOOUYKe, CHAOXKEHHOU 00paTHBIM
XOJNOAMIbHUKOM. CMech KHITATAT Ha BoAsHOW OaHe 40 MHUHYT, OXJa)XmaroT
U npu nepemenuBanuu npmwimBaoT 10 M adupa. Ocagok oTaeisor GHuib-
TPOBaHUEM, NMPOMBIBAIOT 5 MJI 3¢upa M cymar Ha Bo3ayxe. Beixom 5.1 r
(47% oT TEeOpeTHYECKOro), BEMIECTBO TEPMUUYCCKU HEYCTOMUYHBO.

AMP 'H & (m.a., CDCl): 2.75 (3H; 1); 4.01 (3H, ¢); 5.02 (2H, K); 8.60 (2H, g, J = 7 Tu);
9.76 (2H, p, J = 7 Tw).

AMP '3C & (m.g., CDCl,): 16.6; 53.8; 57.5; 127.4; 143.7; 145.8; 161.4.

v Ocmopoacno! Cunbnoe Bcnienusanue!
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b11.23. 2-DenoxcHnHpHIHH J. Am. Chem. Soc. 1937. V. 59. P. 297

Q. O S0, 0

2-bpomnupugunH 79r
®eHon 94r
K,CO; 6e3BOAHbIN 69r
Sdup 50 mn

B oxnoropmyro kpyrmogoHHyto kosOy emkocThio 100 My, cHaOKeHHYIO BO3AYII-
HBIM XOJIOMHJILHHKOM C XJIOPKaJBIIUEBOH TpyOKoH, momemarTt 7.9 T 2-6pomnu-
puauHa, 9.4 T denona u 6.9 r MenkonucnepcHoro 6e3BoaHOoro K,CO;. Peaknuon-
HyI0 cMech HarpearoT 3 yaca npu 200-210 °C!, oxmaxaaror, pa36aBisioT BOmOM
W JT00aBISAIOT TBEPIBIH THAPOKCH] KaJIHsA IO CHILHOIIECIOYHON peakiuu. [Ipo-
IOYKT OTTOHSIOT C BOASHBIM [APOM, AMCTHILISAT 3KCTPArupyror sdupom (2%25 mi),
3¢ UpHBIE BBHITSHDKKHA OOBEAMHSAIOT U cymaT mnpokaieHHbeM Na,SO,. D¢up orro-
HSIOT Ha POTOPHOM HCIIAPHMTENE, OCTATOK IeperoHsior. Brixon 7.8 r (91% ot
Teopetndeckoro), T. kum. 134-135 °C /11 wmwm pr. cr, T mi. 40-41 °C.

AMP H 6 (m.a., CDCl3): 6.99 (1H, u. m.); 7.14-7.43 (5H, m); 7.68 (1H, u. m.);
7.90 (1H, o, J = 8.4 Tu); 8.21 (1H, g, J = 8.4 Tu).
CuHTe3 3aMEIICHHBIX MUPUIUHOB Pa3HOOOPAa3HOTO CTPOCHUS, OCHOBAHHBIA Ha

B3aUMOJIeCTBUH TamoreHnupuanHoB ¢ O-, S- n C-HykiieopuiaaMu, MOXKHO
OCYIIECTBUThL B YCIOBUSX MHKpPOBOJIHOBOH aktuBarmu (MW)2.

B11.24. 1H-WUunoa-2,3-1uoH-3-ruapa3on
(u3aTHH-3-THAPA30H)
J. Chem. Educ. 1993. V. 70. P. 332

O NNH,
o N,H,/MeOH o
NH A NH
M3aTtnH 125r
lmapasmHrugpat, 55%-1 pacteop 15r
MeTaHon ab6c. 100 mn

B ognoropnyto konby emkocThio 250 mu, cHaOkeHHYIO 3P ¢heKTHUBHBIM 00-
paTHBIM XOJIOAWIBLHUKOM, TomemaroT 12.5 r muzatuna, 15 r 55%-ro pacrtBo-
pa ruapasuaruapara 1 100 mur abc. MmeTaHosa. PeakMOHHYI0 CMeCh KHIIATST
B TeueHue 1 daca, oXJakJarT B MOMENIalT B 0aHio co jbaoM. Yepes 0.5 gaca
BBIMABIIIUE JKEJIThIe KPUCTAILIBI OTGUIBTPOBBIBAIOT U BBICYIIHBAIOT B BaKyyMe.
Beixon 13 r (95% ot Teopermyeckoro); T. mi1. 215-219 °C.

Temonocurens 6anu — crmaB Byna.
2 Tetrahedron, 2002. V. 58. P. 4931.
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AMP H & (m.a., AMCO-d): 6.86 (1H, 8, J ~ 8 Tu); 6.95 (1H, 7, J ~ 8 Ty); 7.13 (1H, 7, J ~ 8 T);
7.35 (1H, &, J ~ 8 Tw); 9.54 (1H, ywmp. g, J ~ 15 Tu);
10.58 (2H, ywwup. g, J ~ 15 Tu).

AMP 3C 6 (m.g., AMCO-dg): 110.1; 117.6; 121.4; 122.3; 126.4; 127.1; 138.7; 162.9.

B11.25. 1,3-Auruapo-2H-unmoa-2-on
(uB0AMHOH-2, OKCHHI0J)!

J. Chem. Educ. 1993. V. 70. P. 332

NNH,
EtONa/EtOH
0] (0]
NH A NH
Hatpuin metannnyeckun 2r
JTaHon abc. 50 mn
M3atuH-3-rugpasoH’ 5r

B nByxropmayio konby emxocthio 100 mi, cHaOXeHHYI0 MarHMTHOW MerIai-
KO, 0OpaTHBIM XOJOIMJIBHUKOM W TepMoMmeTpom?, momemaror 50 mi abec.
3TaHOJA U PACTBOPAIOT B HeM 2 I Harpusa®. ComepKUMOE KOIOBI HAIPEBAIOT
npu nepememuBanuu 10 60-70 °C n HeOOMBIIMMHU MOPUHAMHU C WHTEPBAIOM
B 10 MHUHYT BHOCAT 5 T M3aTUH-3-TUApPa30HA. PEakMOHHYIO CMECh KHUIIATAT
B Teuenne 0.5 yaca, oXJa)xmarT, OCTOPOXKHO BBUIMBAIOT HA JIEA W MOIKHUCISIOT
cmechk 10%-m pactBopoM consHOM KucioTel 1o pH 1. Cmeck sKcTparupyroT
spupom (2%25 mi), oObeqUHEHHBIE d(HUPHBIE BHITSHKKH CYIIAT IPOKAICHHBEIM
XJIOPUAOM KambIus. DQUp OTTOHSIOT Ha POTOPHOM HCHapHTENe, 00pa3oBaB-
IIUICS CBETIIO-OPAH)KEBBIA OCaTOK MEPEKPUCTALTN30BEIBAIOT M3 50 M BOZBI
¢ noOaBieHHEM HEOONBIIOTO KOJMYECTBAa aKTHBHPOBAHHOTO yrius. Bexoxg 3 T
(73% or teopernueckoro), 1. mi. 125-127 °C.

AMP H & (m.a., AMCO-dg): 3.38 (2H, ¢); 6.75 (1H, A, J = 8 Tu); 6.84 (1H, 7, J = 8 Tu);
7.09 (2H, m); 10.31 (1H, ¢).
AMP 13C 6 (m.a., AMCO-dg): 36.2; 109.6; 121.6; 124.8; 126.2; 127.9; 144.1; 176.9.

B11.26. 1-(5-MeTuna-2-¢pypui)ITaHoH
(2-meTmit-5-anerusdypan)

Memoo A
o)
/
R

Ilomyuen B mpeAblAyIIEM OIBITE.
Ha xomen TepMoMeTpa HajeTa pe3nHOBas TpyOKa.
Hatpuil BHOCUTCS B CHHPT B HECKOJIBKO IIPUEMOB.

JIAB. c. 169

1

3
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CunbBaH 82r CuHTe3 npoBOQAT
FeCl; 6e3BoaHbIN 017 r B BbITA)KHOM WIKadpy
YKCyCHbIN aHrmapug 12 mn

B kpymiononHoi koimbe eMkocThio 50 M, CHAOXEHHOW OOPaTHBIM XOJOIHIIb-
HUKOM, KHIATAT 35 MHH cMech 8.2 T cuibBaHa, 12 MJ YKCYCHOTO aHTHIPHIA
u 0.17 r x70pHOTO >Kene3a. PeakMOHHYIO CMECh OXJIaXIarT 10 KOMHATHON
TEMIIEpaTyphl, BBUIMBAIOT B cTakaH ¢ 50 MJI BOZIbBI, OTAEISAIOT Ha ACIUTEIBHON
BOPOHKE Macli000pa3HbIi OPTaHWYECKHUHA CIIOH, a BOMHBIA CIIOH HEHTpPan3yIOT
6e3sonubiM K,CO5 u skcTparupyror Oenzosnom (2%25 mur). MaciooGpa3Hbiii
MPOAYKT OOBEIUHSIOT C OCH30JIBHBIM YKCTPAKTOM, MTPOMBIBAIOT MOCIICIOBATEIb-
Ho 1 M pacTtBOopoM CO/BI, BOIOM U cymiar npokaieHasiM MgSO,. PactBoputens
OTTOHSIIOT, OCTaTOK MEPEroHsoT B Bakyyme. Beixom 5 r (40% or Teopernue-
ckoro), T. kui. 85-90 °C / 13 mm pr. ct.; nZ 1.5090.

Memoo b ¥ypH. 06w, Xum. 1961. T. 31. Boin. 3. C. 994
(0]
Mg(CIO
& . O>\ g(ClOy), 7\
0 ? A (]
CunbBaH 82r CuHTe3 npoBoOAAT
YKCYCHbIN aHrngpug 12 mn B BbITAXKHOM WKady
Mg(ClO,), (aHrnapoH) 033r
beHson 30 mn

B kpyrmmononnyro kon0y emkocThio 50 mil, cHaO)kKeHHYIO MarHMTHOW Memra-
KOl M 0OpaTHBIM XOJIOIUJIBHUKOM C XJIOPKAaJbIMEBOH TPyOKOW, IOMEIaroT
8.2 r cunbBana, 12 mia ykcycHoro anruapuaa u 0.33 r amruaponal. Cmech
HarpeBaroT MpH IepeMelIuBaHiH Ha BOAsSHOW Oane ¢ Temneparypoit 50-75 °C
B TeueHne 40-45 muH, 3aTeM KUOATIAT 5—7 MuH. OXJIaKIESHHYIO 10 KOMHATHOMN
TeMIeparypbl cMech BbUIHBaOT B 30 MJI XOJOAHOM BOABI, OCTOPOXKHO HeHTpa-
JU3YIOT TpU TIepeMEIINBaHNH TBEPIbIM KapOOHATOM HATPHUA W IKCTParupyroT
OeHzosoM (2%15 mit). BeH30MbHBIC BBITSDKKA OOBEAMHSIOT U CYIIAT MPOKaJICH-
oM M@SO,. beH3011 ynansioT Ha pOTOPHOM HCIapHTeNe, OCTATOK MEePETOHSIOT
B BakyyM™me. Beixox 7.7 v (62% ot teoperuueckoro), T. kum. 75 °C / 10 mm
pr. ct.; nZ 1.5090.

AMP 'H & (M4, CDCly): 2.39 (3H, ¢); 243 (3H, ¢); 6.16 (1H, g, J = 3.3 Tw); 7.10 (1H, g, J = 3.3 ).
AMP 13C & (m.4., CDCly): 14.0; 25.6; 108.9; 119.4; 151.5; 157.8; 186.0.

AHAJIOTUYHO MONyYaroT 2-aneTHiadypaH: BeIXxon 82% OT TEOpeTUYEeCKOro, T. KHII.
75 °C / 19 mm pr. cr.; n¥ 1.5100, T. . 28-29 °C.

! FI/II‘pOCKOHI/I'{eH, B3BCIIMBAThb 6I)ICTp0 B 3aKpBIT0171 nocyne.
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AMP 'H & (m.g., CDCly): 2.47 (3H, c); 6.53 (1H, aa, J 3.5 Ty n1.6 y);
7.18 (1H, pg, J = 3.5 Tu » 0.8 Tu); 7.58 (a4, J 1.8 Ty n 0.8 u).

AMP 3C 6 (m.g., CDCl,): 25.9; 112.2; 117.2; 146.4; 152.8; 186.7.

B11.27. 1-(2-Tuenwa)>TaHoH
(2-anernnruoden)

let. c. 30
)
Mg(CIO
U . > 9(ClOy), A\
S Cz/.f A S

TnodeH 84r CnHTEe3 NnpoBOAAT
YKCYCHbIN aHruapug 11.5 mn B BbITAXKHOM WKady
Mg(CIO,), (aHrngpoH) 0.56r

benson 30 mn

Cwmech 8.4 1 tnodena, 11.5 mu ykcycHoro anrugapuaa u 0.56 r anruapona Ha-
rpeBaloT Ha kumsmniedl BoasHou OaHe 25-30 muHyT. L[BeT pacTBOpa mpH 3TOM
M3MEHSETCSI OT (PHOJIETOBOTO 10 3esieHoro. OXJaxIeHHYI0 O KOMHATHOH TeM-
neparypsl cMech BbUTMBaOT B 30 MJ XONOIHO# BOJIbI, OCTOPOXXHO HEWTpa-
JU3YIOT TPU TEepEeMENIMBaHUHM TBEPIbIM KapOOHATOM HATPHUS U IKCTPArupyroT
Genzonom (2x15 mir). BeH30abHBIE BHITSKKA OOBEIUHSIOT M CyIIAT MPOKAJICH-
HbIM MQSO,. BeH3on ynaisroT Ha pOTOPHOM HCIapUTele, OCTATOK IMEPETOHSIOT.
Beixon 12 r (95% ot teopermueckoro), T. kum. 209-213 °C / 760 mm pT. cT.;
nZ 1.5650, T. mn. 10-11 °C.

MK (v, cm™"): 1667.
AMP 'H & (m.a., CDCl3): 2.45 (3H, ¢); 7.03 (1H, m); 7.54 (1H, m); 7.61 (TH, m).
AMP 3C 6 (m.a., CDCl,): 26.4; 127.8; 132.3; 133.5; 144.1; 190.3.

b11.28. AnmiadgypaHsl
KypHan. O6w. Xum. 1961. T. 31. Boin. 3. C. 994

OOmass MeToAMKa anwIMpoBaHUs (QypaHa M cuibBaHa (2-MeTmindypana) aH-
THOPUAaMU KapOOHOBBIX KHCJIOT B NMPHUCYTCTBHM OE3BONHOTO IEpXJopara mar-
Hus (QaHTUJPOHA) B KAaueCTBE Karajau3aropa.

(R'C0),0 -
R/O (REO)S R/\ R

Mg(CIOy), o]
R=H, CH,

@OypaH nnn cunbBaH 0.1 monb CviHTe3 NpoBOAAT

AHrMapua KapOboHOBOW KNUCIOTbI 0.11 monb B BbITSDKHOM WKady

Mg(CIO,), (aHrngpoH) 0.0015 monb

beH3on 30 mn
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B kpyriononnyro kondy emkoctsio 50 My, cHaOKEeHHYI0 MarHUTHOHM MeIIajKoi
1 OOpaTHBIM XOJOIWJIBHUKOM C XJIOpKaJblMeBOH TpyOkoi, momemaror 0.1 Momb
¢ypana win cunbBada, 0.11 Monme aHTHApHIa COOTBETCTBYIOLIEH KapOOHOBOM
kucnotel 1 0.0015 monb anruaponal. CMech HArpeBarOT NMPH MEPEMENIUBAHUY
Ha BousgHOHN OaHe ¢ temmeparypoil 50-75 °C B Teuenue 40-45 muH, 3aTem
KHIATAT 5—7 MuH. OXJIaXJeHHYIO 10 KOMHATHOW TemIieparype cMech BBUIMBA-
toT B 30 MJI XOJIOMHON BOJBI, OCTOPOXKHO HEHTPAIM3YIOT HpPU NepeMelInBaHUH
TBEP/ABIM KapOOHATOM HATPHsS U IKCTparupyrot OeHzonom (2x15 mi). Bensouns-
HBIE BBITSDKKH OOBETUHSIOT M cymar npokaseHHBIM MQSO,. Benson ymansior
Ha POTOPHOM HCIIapHTeJe, OCTAaTOK MEPeroHsT B Bakyyme. Brixom 60-85%
ot Teoperuueckoro (cM. tadm. 10).

Ta6nuua 10. MonyyeHre aunnbHbIX NPOM3BOAHBIX dypaHa 1 cunbBaHa (2-meTundypaHa)

CyocTpar AHruapua YcaoBus IponykTt T. kum., Brixon,
peaxkuumu, peaknun °C/mm pr. cT. %
mun/°C (T. mr. °C) OT Teop.
Ddypan VKCyCHBI 40/50 2-Auerundypan 75/19 82
unu 5/100 (28-29)
CunbBaH VKCyCHBI 40/50 2-Mertun-5-are- 75/10 62
wu 5/100 THIQypaH
Dypan TIpomuonosslii | 45/60-65 2-Ilponmonui- 95/18 62
dypan
CunbBan | [IponmoHoBsiit | 45/70-75 | 2-Mertun-5-nipo- 92/17 69
wi 5/100 MUOHII(YpaH
Dypan MacstHblii 45/70-75 | 2-Byrupundypan 85/10 86
unu 7/100
Oypan Wzomacnsubiii | 45/70-75 2-N300yTHpui- 73/12 69
i 5/100 dypan

B11.29. 2-®ypui(dpennn)meraHoH (2-6enzonndypan)

Q\COOH

beHson cyxom
Mnpocnusesasa kKnucnoTa

socl,

AICl; 6e3BoAHbIN
BeH3on ana skcTpakuum

1

socl,
—_—
CeHe

38 mn
6.7r1

CuHTe3s npoBOAAT

CIrC. Bbin. 3. c. 74

I\
A\ o+© AICl, o
0

o)

B BbITA)XKHOM WKady

5.2 mn

53r
20 mn

FI/II‘pOCKOHI/I'IeH, B3BCIIMBAThb 6I)ICTp0 B 3aKpBITOfI nocyne.
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a) Xnopaneuopuo nupociuzesoll Kuciomol

K pactBopy 6.7 T mupocim3eBoi KuCIoTEl B 12 Mt cyxoro O6eH3051a IpHOaBIISIOT
5.2 ma SOCI, B 6 M cyxoro 0eH30Jila U KUISATAT CMECh B TeucHue 6 4acos,
ciielsl 3a OKOHYaHHEeM peakiuu no npekpameHuio Boiaencaus HCI. M30b1Tok
SOCI, u 6eH301 OTTOHSIOT B BaKyyMe, a XJIOPaHTHIPUI MUPOCIU3CBOH KHCIOTHI
MEPETOHSIOT B Bakyyme, cobupast dpakiuio ¢ T. kum. 74 °C [/ 20 mm pr. cT.
IMonyuaror 5.2 r (67% oT TeopeTHYeCKOro) XJIOPaHTUAPUAA TTHPOCIU3EBON KHC-

TOTHIL.

0) 2-Benzoungypan

B uyertbipexropnyto kondy emkoctsio 100 M1, cHaOXEeHHYI0 MEXaHHYECKOH Me-
IIAJIKOH, TEPMOMETPOM U OOPATHBIM XOJIOJAHIBHHUKOM C XJIOPKAJIBIUEBOH TpyO-
KOH, MOMeIarT 5.2 T XJIOpaHTHIPUIA THPOCTU3EBOH KUCIOTH 1 20 M CyXOoro
O0censomna. IlyctuB B xoa memanky, B TeueHne 10 MUH BHOCAT HEOOIBIIMMHU
nopuusimu 5.3 1 6e3BogH. AlCI;. Urobsl Temmepatypa B Kojibe pe3Ko HE MOBBI-
rajgach, €€ OXJIaXAaloT BOAOH cO JbaoM. ITo oxkoHuanuu npubasienus AlCI,
CMECh HAarpeBalOT HAa BOJASHON OaHe B TEUYCHHE 2 YaCOB. 3aTEM PEaKIUOHHYIO
CMECh OXJIAXKIAIOT M MEePEHOCAT B cTakaH, coaepxkamuii 20 r apaa. Crakan
OXJIXKIAI0T U IpUIMBaOT pacTBop pa3d. HCl mo monHoro pactBopenus obpa-
30BaBIIETOCS THAPOKCUAA ATIOMHHUS. BEH30JIBHBINA CIIOH OTACISIIOT OT BOIHOTO,
MOCIEAHUN JABAKIBI IKCTpArupyor oenzonaom (2x10 mi), oObeanHEHHBIC OCH-
30JbHBIC (PpPAKIMK TPOMBIBAIOT BoaoH, 10%-M pacTBOpOM COJMBI, CHOBa BOJOH
JI0 HEUTpaTbHOW pPEakIMu IPOMBIBHBIX BOJ U BEICYIIUBAIOT HaJ O€3BOJIHBIM
Na,SO,. 1306bIToK OCH30J1a OTTOHSIOT Ha POTOPHOM HCIIAPUTENE, OCTABINCECS
MacJIo TEPEeTrOHSIOT B BaKyyMe B aTMocdepe aprona Ha O6aHe co ciuiaBoM Byna
(remmepatypa 6anu 160-170 °C). Brixom 5.5 r (80% ot TeopeTmueckoro),
1. kun. 152 °C / 12 mm pr. cr.; n¥ 1.6020.

MK (v, cm™): 1760.

AMP 'H & (m.a., CDCl3): 6.57 (1H, m); 7.22 (1H, o, J = 3.5 Tu); 7.47 (1, 2H, J = 7.5 Tu);
7.57 (1H, 1, J =7.5Tuw);); 7.69 (1H, c); 7.96 (2H, A, J = 3.5 Tu).

AMP '3C & (m.a., CDCl,): 112.1; 120.5; 128.2; 129.1; 132.4; 137.0; 147.0; 152.0; 182.4.

b11.30. 2-®ypua(2-TueHHTI)METAHOH
(2-THeHMIT-2-ypPHIKETOH)
Rec. trav. Chim. 1912. V. 52. P. 395
J. Org. Chem. 1989. V. 54. P. 6120
MypH. Opr. Xum. 1986. T. 22. C. 2610

N
O S 0

XnopaHer{pI/m HI/IpOCJ'II/I?)eBOﬁ KHUCJIOTHl — CUJIBHBIN JIaKpuMarop. Pabora ¢ HUM MIPpOBOAUTCHA
TOJIBKO B BBITSI?)KHOM mKad)y

1
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XnopaHrugpua nupocsin3eBon KUCIOTbl 26.1r CuHTe3 npoBoAAT
TnodeH 168 r B BbITAXKHOM WKadpy
beHson cyxom 170 mn

SnCl, 6e3BogHbIi’ 522r

beH3on ana akcTpakuum 150 mn

B tpexropnyio konby emkocThio 500 M1, cHaOKEHHYIO MEXaHHUYECKOW Mela-
KOH, TEpMOMETPOM, KalleJIbHOW BOPOHKOM M OOpaTHBIM XOJIOMMIBHUKOM?, TIOMe-
maroT 170 M cyxoro 6eH3ona, 26.1 T XJopaHTHAPHIA THPOCTH3EBON KHUCIOTHI
u 16.8 r THodena. [Ipn MHTECHCHBHOM NEPEMEIINBAHUN U OXJIAXKACHUU JIbJIOM
npukansiBaioT 52.2 t 6e3soguoro SNCl,° B Teuenne 30 MuH. Y6HparoT oxiax-
JeHHEe WM MEepPEeMEIINBAIOT PEaKIHOHHYI0 CMECh NMPH KOMHATHOW TeMIepaTrype
B TeucHHE 8 4YacoB, 3aTeM BBUIMBAIOT PEakIMOHHYIO Maccy Ha 250 r u3Meh-
YEHHOTO JIbaa. BOAHBIH pacTBOpP OCTOPOXKHO HeiTpanusyioT TBepasiM Na,CO,,
skcTparupyroT 6enszoiaoM (3x50 mu). OObequHeHHBIE OCH30IBHBIC BBITSKKH
NPOMBIBAIOT BOAOH M CyIIaT MOJIEKYIsspHbIME cuTamu 3 A. beHson ynanstor Ha
POTOPHOM HCIIAPHUTENE, OCTATOK IEPErOHSIOT B Bakyyme. Brixom 16.4 r (46%
OT TeopeTuueckoro), T. kum. 165 °C / 11 mm pr. cr.; nd 1.6332.

AMP 'H & (m.a., CDCl3): 6.58 (1H, aa, J 3.5 Ty, J 1.8 Tu); 7.17 (1H, ag, J 5.0 Tu, J 3.7 Tu);
7.38 (1H, pa, J 3.5 Tu, J 0.7 Tu); 7.67 (1H, pa, J 1.6 Ty, J 0.7 Tu);
7.69 (1H, pa, J 5.0 Ty, J 1.1 Tu); 8.15 (1H, ag, J 3.6 Ty, J 1.2 Ty).

b11.31. 2-®ypaabaeruaa oKcuUM
(oxcum pypdypo.a)

NH,oH /[ \
@\CHO SRR

CIC. Bbin. 2. c. 67

~OH
Oypodypon 10 mn CuHTe3 npoBoAAT
NH,OH - HCI 104 r B BbITA)KHOM WKapy
Na,CO; 8r
beH3on 75 mn

B nByxropnyio kon0y emxocthio 100 mu, cHaOXeHHYI0 MarHMTHOM Melna-
KO, KareJbHOH BOPOHKOW M OOpaTHBIM XOJOAMJIBHHKOM, NOMEIIAlOT PacTBOP
10.4 v NH,OH-HCI 8 20 ma Bombl 1 npuiarBaroT 10 MII CBEKENEPErHAHHOTO
¢ypdypomna. K momydyeHHOW cMecH HpHU WHTEHCHBHOM IepEMEIIUBAaHHUH IPH-
kanbiBatoT pactBop 8 r Na,CO,; B 30 mu1 BoabI, 3aTeM CMeCh HarpeBalOT Ha Ku-
msmel BoAsSHOHM OaHe B TeueHHe 5 4acoB, OXJaXIAlOT A0 KOMHATHOH TeMmepa-
TYpBI U 3KCTparupytot adupom (3%25 mi). ObbeanHeHHbIE YQUPHBIC BBHITHKKH
MPOMEBIBaIOT Bomo#, cymar MgSO,. Ddup ynansor Ha pOTOPHOM HCHApHUTEIIE.
Beixon 13 r (95% ot Teopernueckoro), T. mi. 89-90 °C.

1 235 M
BoOpoHKa M XONOAMUIBHUK CHAOKEHBI XJIOPKANBIUEBBIMU TPYOKAMH.

3 Jlerko ruaponusyeTcs BIaroif Bo3myxa.
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AMP 'H & (m.a., CDCl3): 6.53 (1H, aan, J = 3.3 Ty, 1.8 Tu v 0.6 Tu); 7.36 (1H, A, J = 3.5 Tu);
7.47 (1H, pg, J = 1.8 Ty n 0.6 Tu); 7.55 (TH, ywwmp. ¢); 10.55 (1H, ywwup. c).

AMP '3C & (m.a., CDCly): 112.3; 118.2; 137.0; 143.4; 145.1.

Bb11.32. 2-Iluanodypan
J. Chem. Soc. 1956. N¢ 8. P. 2856

/A socl
oy ——— Q\CN

~OH
Okcnm dypodypona 10r CuHTe3 npoBoOAAT
SOCl, 20r B BbITAXKHOM WIKady
ddup cyxon 40 mn

B nByxropnoi konbe eMkocThio 250 MiI, CHaOKEHHOW 00OpaTHBIM XOJOTHILHUKOM
U KaIenbHOM BopoHkoii', pacteopsitor 10 r okcuma ¢ypdypona B 40 M cyxoro
s¢upa. 3areM NpH UHTEHCUBHOM IepeMmemmuBanuy npukaneBaioT 20 r SOCL,.
CMech HarpeBaroT Ipu c1aboM KUTIEHUH B TedeHue 1 yac, oxXJaknaroT, H30bITOK
SOCI, ocTopoxHO pasnaraloT HachllleHHbIM pacTtBopoMm Na,CO5% Opranuue-
CKUH CJIOW OTHENSIOT, mpoMbiBatoT Boaor u cymar MgSO,. Doup ynansaior
B BaKyyMe BOIOCTPYMHOro Hacoca, ocTtaTok meperousior. Beixom 4.3 r (51%
OT TeopeTuueckoro), T. kuil. 146 °C /12 mm pr. cT.; nZ 1.4834.

AMP 'H & (m.a., CDCl3): 6.55 (1H, aa, J =33 Tuw ~ 1 Tw); 712 (1H, o, J = 3.5 Tu,);
7.61 (1H, 1, J ~ 1 Tu).

AMP 3C 6 (m.g., CDCl,): 111.4; 122.0; 126.2; 147.3.

B11.33. bBen3uia-2-pypuiakeron
Chem. Ber. 1953. Bd. 86. N2 1. S. 123

Do O . (3
o’ ~CN opup -0

2-LimaHodypaH 17.2r CunHTEe3 NnpoBOAAT
beH3nnxnopwng 316r B BbITAXKHOM WIKady
Mg (cTpyKa) 72T

CH;COOH 25 mn

ddup cyxon 250 mn

1
2

XONOMUITBHHUK U KallelbHAsS BOPOHKA CHAOXKEHBI XJIOPKAIBIUEBBIMA TPYOKaMHU.
PactBop Na,CO; 1006aBISIOT 1O KAIUISAM TIPH OXJIAXKJCHUM CMECH XOJIOJHOW BOJIOW W MHTCH-
CHUBHOM I€peMELINBaHUU.
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a) Ionyuenue peaxmusa Ipunvsapa

B tpexropiyto konmOy emkoctbio 500 mi1, cHaOKEHHYI0 MEXaHIMUECKOW MEIIIAIKOH,
0OpATHBIM XOJIOMMILHUKOM U KarleJbHOM BOPOHKOIA!, oMeInarT 7.2 T MarHueBon
cTpyxku u 15-20 M abc. adupa. [lomkmrouaroT oOpaTHBIA XOJIOAWIBHUAK U TPH-
0aBISIFIOT 2—3 MJI CBEXEIeperHaHHOTo OeH3WIXJIopuaa. Yepes HEKOTOpoe BpeMs
HaynHaeTcs: OypHas peakius. OcTaBmIMics OSH3WIXIOpUA pacTBopsoT B 180 mi
abc. a¢upa, MOIyIEeHHBIH pacTBOP MEJICHHO IPH MOCTOSHHOM NepeMENINBaHIH
mpuKaneBaloT kK M@ ¢ Takoit ckopocThio, uyToOBl 3¢up cmabo kunen. [locme
npubaBJIeHHs. BCETO pacTBopa cMmech kunsatat eme 0.5 gaca?,

6) Bzaumooeiicmsue 2-yuanopypana ¢ 6eH3UIMASHUUXIOPUOOM

K sdupHOoMy pacTBopy OSH3MIMArHUAXIIOPUIA TPH HHTCHCHBHOM TepeMeIINBAHUH
U OXJIAXKICHHUH XOJIOMHOW BOJOW MPHKAMBIBAIOT pacTBop 17.2 r 2-mmanodypana
B 50 mu »dupa. Peaknmonnyio cmech nepememmuBaror eme 30 MUH W, He Tpe-
Kpalias repeMelIiBaHie U OXJIAKACHHEe, PUKAIBIBAIOT cMeCh 25 MJI YKCYCHOM
kucsnotsl U 10 Mt Boabl. DGUPHBIA CIOH OTACNSIOT, MPOMBIBAIOT HACHIICHHBIM
pactopom NaCl, cymar MgSO,. D¢up ynansoT B BaKkyyMe BOIOCTPYHHOTO Ha-
coca, OCTAaTOK MEeperoHsoT B BakyyMme. Beixonq 15 r (44% oT TeopeTHYeCcKoro),
T. kun. 164 °C / 18 MM pr. ct., T. 1. 47-48 °C.

B11.34. TIupposio[l,2-alnupa3unbl

OO6mas MeToauKa CHMHTE3a U3 alfUIBHBIX NMPOW3BOAHBIX (ypaHa W ITHICH-
JUaMUuHa.

: NH> I\ R I\ R
I\ R, - R/()\( Pd, R
O Ry Yy

a) Iomyuenue 3,4-oucudoponuppono[l,2-alnupasunos
KypH. Opr. Xum. 1986. T. 22. C. 2610

AuundypaH nnn auuncunbBaH 0.1 monb CuHTe3 npoBOAAT
StuneHgnamut, 90%-n BoaHbIN 26r B BbITAXKHOM LWWKady
beHson 75 mn

B xpyrononHoit xonbe emkocThio 100 mir, cHaOXkeHHOW OOPaTHBIM XOJIOAHIIb-
HUKOM, KUIATAT cMech 0.1 Mob anmuimbsHOTO MPOM3BOAHOTO (ypaHa WIIM CHIIb-
Bana u 26 r 90%-ro Boxuoro sruneHauamuna (0.3 Monb) B Teyenue 5-8 yacos,
3areM npuinBaroT 50 M xonoqHOU Bombl. [loyd4eHHYI0 CMECh 3KCTParupyroT
GenzonoM (3x25 mir), GEH30JIBHbBIE BBITSIKKH OOBEAMHSIOT W CyLIAT MMPOKaJICH-
vbeM Na,SO,. beH3on ynansror Ha POTOPHOM HCIIAPHUTENE, OCTATOK MEPETOHSIIOT
B BakyyMme. Boixoasl 1eneBbix 3,4-guruaponuppoino[l,2-ajuupasuHoB cocTas-
asrotr 50-80% o1 TeopeTHueckoro®.

1
2

XoNOMUIbHUK U KallelbHas BOPOHKA CHAOXKEHBI XJIOPKAIBIUEBBIMUA TPYOKAMH.
Be3 nmomoiHUTENEHOTO HAarpeBaHUsI.
8 Cwm. tabm 11
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1-MeTtun-3,4-gurugponuppono(1,2-alnupasvH

AMP H & (m.g., CDCl3): 2.26 (3H, 7, J = 1.4 Tu); 3.78 (2H, AA'BB' J = 2.0 Ty, 1.4 Ty, 1.5 y,);
3.79 (2H, ABC, J = 2.0 Tu, 1.2 Ty, 1.8 Ty, 2.6 Tu); 6.16 (1H, pa, J =Ty, J 2.6 Tu);
6.43 (1H, pa, J = 3.7 Ty, J 1.5 Tw); 6.69 (1H, aa, J = 2.6 Ty, J 1.5 Tu).

1,6-AumeTnn-3,4-gurupponupponol1,2-alnnpasux
AMP 'H & (m.a., CDCl3): 2.12 (3H, ¢); 2.23 (3H, 7, J = 1.4 Tu);
3.78 (2H, AA'BB' J=2.0Tu, J 1.4 Ty, J=15Tu);
3.79 (2H, ABC,J=20Tu, J 1.2 Ty, J 1.8 Ty, J 2.6 Tu);
5.90 (1H, po, J =3.7 Ty, J 46 Ty, J 0.6 Tu); 6.38 (1H, a, J = 3.8 Tu).

AMP 3C & (m.a., CDCl,): 10.9; 21.7; 38.6; 46.9; 107.1; 109.2; 124.4; 131.0; 158.2.

6) ITlpucomosnenue nainaouedoi YepHu

B Tpexropioi xonbe emrocThio 25-30 Mul, CHaOKEHHOW MarHUTHOW MEIIaJIKOH,
0OpaTHBIM XOJOAUIBHUKOM, KaleIbHONH BOPOHKOM M TEPMOMETPOM, PACTBOPSIOT
npu HarpeBanud 1.77 r PACl, B 2 mu xonn. HCIl. K monydennoMmy pactBopy
npubaBiIsAOT 6 MJI MypaBBHHON KHCIOTHI M OXJIAXIAIOT 10 KOMHATHON TEM-
nepaTypbl. 3aTeM MpH WHTCHCHBHOM ME€PEMENIMBAHUN IO KaIUISIM MPUOABIISIOT
8 M 50%-ro BomHOTrO pactBopa KOH ¢ Takoili CKOpOCTBIO, YTOOBI TeMIleparypa
peakIMOHHOW cMecH He moaHuManack Beime 25 °C. Ilociie mpubaBieHus Bcel
IIEJI0YH 0CaJ0K MHOTOKPATHO MPOMBIBAIOT JUCTHILIMPOBAHHON BOION METOIOM
JeKaHTalluu JIO0 TeX IOp, MOKa KaTaju3arop He OyIeT XOpOIIo OCaxaaThCs Ha
nHo cocynal. Tlepen MCIONIB30BAHMEM OCAIOK JOTOJHUTENLHO IPOMBIBAIOT Ha
(uIBTPe AMCTUILIMPOBAHHON BOJOM, 3aT€M METAHOIOM?,

8) Honyuenue nuppono[l,2-alnupasunos.

B HeGonpmoit kpyrmomoHHONH Kobe, CHAOKEHHOW OOPaTHBIM XOJIOIVIHHIKOM,
marpesaior 0.05-0.1 moib cooTBeTcTBYIOWETO 3,4-muruaponupponoll,2-ajmou-
pasmHa Cc mamnagueBoil uepHeo npu 225-260 °C B teuenme 8-10 wacor mo
HpeKpamienus BbleIeHns Boaopona®. PeakMOHHYI0 CMECh PacTBOPSIOT B XJIO-
podopme, KaTaauzatop OTPUIBTPOBBIBAIOT, XJIOPOGOPM YAAISIOT Ha POTOP-
HOM HCIApUTENie, OCTATOK MEPErOHSOT B Bakyyme. Llemessie muppoio[l,2-a]
MUpPa3sHHEL oay4aoT ¢ BeixomoMm 40-85% or teoperuueckoro (cM. tabm. 11)

1-MeTtunnuppono[1,2-alnupasux

AMP 'H & (m.a., CDCl3): 2.65 (1H, ¢); 6.73 (1H, aa, J 4.1 Ty, J 1.1 Tu);
6.79 (1H, on, J 4.0 Ty, J 2.8 Ty); 7.32 (1H, g, J 1.0 Tu); 7.38 (1H, o, J 4.8 Tu);
7.64 (1H, o, J 5.4 Tu).

AMP 3C § (m.a., CDCly): 10.9; 21.7; 38.6; 46.9; 107.1; 109.2; 124.4; 131.0; 158.2.
1,6-Aumetunnupponol(1,2-alnupasviH

AMP H & (m.g., CDCly): 2.36 (1H, ¢); 2.60 (1H, c); 6.5 (1H, g, J 4.3 Tu); 6.65 (1H, A, J 4.0 Tw);
7.29 (1H, o, J 5.0 Tu); 7.36 (1H, #, J 4.9 Tu).

AMP '3C & (m.a., CDCl,): 10.9; 21.7; 38.6; 46.9; 107.1; 109.2; 124.4; 131.0; 158.2.

! XpausaT non Bozoil.

Iloo mszou.

3 [Too msczoii.
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Ta6nuua 11. MonyuyeHue 3,4-gurngponupponoll,2-alnupasnHos u nuppono(1,2-alnupasuHos

nuppono[1,2-alnupasun

nupposno[1,2-a]nupazun

Hcxoanbie BemecTBa IIpoaykT peakuuu T. kum., Brixon,
°C/mMm pT. c1.|% oOT Teop.

2-Auerundypan 1-Metun-3,4-qurunpo- 123-127/20 78
nupposno[1,2-alnupazun

1-Mertun-3,4-nurupo- 1-Metui- 81-83/3 63

nuppono[l,2-a]nupasun nuppono[l,2-a]nupazun

2-IIponmonundypas 1-Otun-3,4-guruapo- 110-114/5 60
nuppono[1,2-a]nupazun

1-Otun-3,4-qurumnpo- 1-Drunnup- 135/10 55

nuppono[1,2-a]nupasun poio[1,2-a]-nupasun

2-Uzobytupundypan 1-U3onpomnun-3,4-1arunpo- 115/11 67
muppoio[1,2-a]-nupazun

1-U3zonpomnmn-3,4-1uruapo- 1-W3onponunmnup- 118-120/11 82

muppoio[1,2-a]nupazun pono[1,2-a]Juupaszun

2-bytupundypan 1-TIponun-3,4-guruapo- 95-100/1 67
nupposno[1,2-aluupazun

1-TIponun-3,4-quruapo- 1-TIponuimnup- 85/10 85

nupposo[1,2-a]nupazun pouo[1,2-a]nupasun

2-Metun-5-aneruidypan 1,6-Aumerni-3,4-guruapo- 133-137/17 67
nuppono[1,2-alnupasun

1,6-Aumernn-3,4-auruapo- 1,6-Aumernnmup- 93-98/3 76

nuppono[1,2-a]nupazun poino[1,2-a]nupazun

2-Metun-5-npormmonnndypan | 6-Merwn-1-3tun-3,4-guruapo- | 117-118/7 50
muppoino[1,2-a]nupazun

6-Metun-1-31tri-3,4-1uruapo- 6-MeTun-1-3Tmi- 100-103/1 70

nupposo[1,2-a]uupasun nuppono[1,2-alnupasun

Dennn-2-pypunkeTon 1-®enun-3,4-nurnapo- 200-202/15 66
nupposo[1,2-a]nupazun

1-®ennin-3,4-auruapo- 1-Dennn- 185-186/2 70

nupposo[1,2-alnupazun nupposno[1,2-alnupazun

Bensun-2-¢pypunkeroH 1-Bensui-3,4-guruapo- 197-198/9 58
nupposno[1,2-a]nupasun

1-Bensun-3,4-auruapo- 1-Bensunmuppoio[1,2-a]- 185-190/1 58

nupposno[1,2-a]nupazun nUpasuH

2-Tuenui-2-hypuaKeTon 1-(2-Tuenwn)-3,4-qurumnpo- 184-186/3 59
nuppoio[1,2-a]nupazun

1-(2-Tuenun)-3,4-quruapo- 1-(2-Tuenun)- 186-189/3 42
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b12.  [APYTME PEAKLUM APOMATUYECKUX COEAUHEHWIA

B12.1. (R,S)-2,2-Muruapokcu-1,1'-6unadrua (BINOL)

Memoo A (meepooghaznviit menmoo cunmesa)
J. Org. Chem. 1989. V. 54. P. 3007

A @@ oH

HadTon-2 1r
FeCl;-6H,0 38r
CH,Cl, 20 mn

Cwmechk 1 r madproma-2 u 3.8 r FeCl;6H,0 TmarensHo M3MEIBYAlOT B CTYIIKE
araToBbIM IECTUKOM, IOMEIIAIOT B CTEKISHHYI NPOOUPKY U BBIICPKHUBAIOT
2 gaca nipu 50 °C. 3aTem OXJaxJICHHYIO 1O KOMHAaTHON TeMIlepaTyphbl peaKiiy-
onnywo cmech pasnaraotr 10 mi 10%-it HCI, nponykr skcrparupyror CH,CI,
(2x10 mu). OpraHMYecKHi CIOH OTHENSIOT, IMPOMBIBAIOT AUCTHILIAPOBAHHOM
Bojoi m cymar M@SO,. MeTuneHxXaopu ynapuBarT J0CyXa Ha POTOPHOM
ucHapuTese, TBEPAbId OCTATOK MEPEKPHUCTAIIM30BBIBAIOT U3 TONyoja. Bbeixon
0.95 r (95% ot Teopermueckoro), T. mi. 215-217 °C.

Memoo b
(meepoogpaznvtit Memoo cunmesa ¢ MW-akmuesauueii npouecca)

Synlett. 1994. P. 435

= ol

HadTon-2 1r
FeCl; - 6H,0 38T
CH,Cl, 20 mn

TiatensHO HM3MeNbueHHYIO B cTynke cmech 3.8 ¢ FeCl;-6H,0 u 1 r Ha-
¢Tona-2 mepeHOCAT B MPOOHUPKY M3 CTEKJa NUpPEKC AuaMeTpoM 8 MM
¥ TMOMENIAloT B OBITOBYIO MHUKPOBOJHOBYKW meubl. Uepes 20 cexynm pe-
aKIMOHHYIO CMech OoxJaxnaaoT? u pasnararor 10 min 10%-it HCI, npo-
aykt skctparupyor CH,Cl, (2%10 mu). Opranuyeckuii ¢0il OTAEISIOT, POMBI-
BalOT JTUCTWUIUPOBaHHOW BoJoH u cymar MgSO,. MeTuneHxiopusa ynapuBarT
J0CcyXa Ha POTOPHOM HCIIapUTelie, TBEPHABI OCTaTOK IEePEKPHCTAIIIN30BBIBAIOT
u3 tonyona. Beixox 0.76 t (76% ot Teopernyeckoro), T. i 215-217 °C.

12450 MTu, 280 Br.
2 TCX-KOHTpOJI.
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Memoo B
(cemepodpasnviit memoo cunmesa:. nagpmon-2 | eoonwtit pacmeop FeCl,)

Tetrahedron. 1996. V. 52. P. 1005

N @@ OH

HadTton-2 1r
FeCl; - 6H,0 38r

B xonGy Dpnenmeiiepa emxocthio 50 mir momemnrator pacteop 3.8 r FeCly'6H,0
B 20 MJ OIUCTHIUTMPOBAHHOW BOABI M NpHUcHIMaoT 1 r HadTONa-2, TIATEIBHO
M3MENBICHHOTO B cTymke. OO0pa3oBaBIIyIOCS CYCIEH3WIO WHTCHCHUBHO Iepe-
MEIIMBAOT ¢ MOMOIIFI0 MarHUTHOW Melmaiku B TedyeHwme 1 waca mpu 50 °C,
3aTeM OXJIaXIAIOT J0 KOMHATHOH TemmepaTypsl. Ocanok OT(GUIBTPOBBIBAIOT,
TPYKIBI IIPOMBIBAIOT JUCTHUIMPOBaHHON Bomoi (3x10 mu1) u BeICyIIMBA-
IOT B BaKyyMe MpH KOMHATHOW TemIiepaType 10 MOoCTosHHOU Macchl. Ilepe-
KPUCTAIUIM30BBIBAIOT U3 Toiyona. Berxox 0.95 r (95% ot Teopermueckoro),
T. . 215-217 °C.

AMP H & (m.g., CDCl3): 5.08 (2H, ¢); 7.17 (2H, g, J = 8.4 Tw); 7.30-7.40 (6H, m);
7.89 (2H, B, J = 8.4 Tu); 7.95 (2H, g, J = 9 Tu).

AMP 3C 6 (m.g., CDCl;): 110.8; 117.7; 124.0; 124.2; 127.4; 128.3; 129.3; 131.3; 133.3; 152.7.

613.  «YTAJANKA»

R. K. Hill, J. Barbaro «Experiments in Organic Chemistry», CPC, Inc. 1996
B13.1. Peaxnusi Tpu(eHHIMETAHOJIA ¢ HOAUCTOBOAOPOIAHON KHCIOTOM

@ HI
OFor- 2
Q

TpudeHunmeTaHon 05r
YKcycHasa Kucnota 10 mn
HI 47%-a 2 mn
Bucynbdut HaTpus 1r

STaHon
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PactBopsror 0.5 r Tpudenunmeranona B 10 mur Temiol yKCYCHOH KHCIIOTHI,
npubasisor 2 ma 47%-ro pactBopa HIl u monmydeHHBIH pacTBOp KUISATAT
1 gac. Cmech OXJaXIAOT M BBUIMBAIOT B pacTBOp 1 T Oucynspura HaTpUA
B 20 mut Boabl. TBepablil ocalok OTIENAIOT U HMPOMBIBAIOT BOJIOH Ha (UIBTpE,
HePEeKPUCTAIIN30BbIBAIOT U3 15-20 M 3TaHOna, cymaT, OmpeiensioT T. ILL
Jnst onpeneneHust CTPyKTYphl MONYYEHHOIO COEIUHEHUS MPOBOASAT CIEAYIO-

[T TECTHI .

1. PacTBOpsIOT HEOOIBIIOE KOIMYECTBO IOJYUYEHHOTO BEIIECTBA B 3TAHOJNE
U NpuOaBIAIOT CHUPTOBOI pacTBOp HuTpara cepebpa. IlosBieHue ocanxa
CBUJIETEIBCTBYET O MPUCYTCTBUU HOAA.

2. Cuarp YO®- u UK-criextpsl i onpeneneHns QyHKIHOHAIBHBIX TPYII B T10-
JYYEHHOM COEJUHCHUHU.

3. CpaBHUTH KCHNEPUMEHTAIBHO ONPEAETICHHYIO T. M. C JUTEPATYPHBIMH JIaH-
HBIMH ISl BEIIECTBA MPEAINOJAaraéMoro CTpOCHUsL.

B13.2. Oxucienne anerogeHOHA THNOXJIOPUTOM HATPUS

O
NaOCI
— ?
NaOCl, 5%-i1 pacTBOp 40 mn
AueTtodeHoH 1 mn
HCl KoHLU,. 5 mn

B koHmueckyto konby emkocthio 100 mi momemraror 40 mn 5%-ro pactBopa
TUIOXJIOPUTA HATPUS U C MOMOIIBI0 MHKPOMHUIIETKH WM LINPULIA TPHUKAIbI-
BatoT 1 M ametodeHoHa. VIHTEHCHBHO TEPEMEIIMBAIOT W HATPEBAIOT KOJIOY
npu 60 °C B Teuenue 10 MUH, pacTBOp CTAaHOBHTCS INMPO3PAYHBIM.

Jl00aBIsIOT HECKOJIBKO Kallelb aleTOHa JJIs Pa3iIoKEeHUsT U30BITKA TUIOXJIO-
pHUTa, CMeCh HArPEBaIOT I0 KUIeHHS M mogkucisor 5 mu koun. HCI. (Yoenu-
TECh, YTO PACTBOP UMEET KUCIYIO PEAKIHIO M0 YHUBEPCATLHOMY HHIMKATOPY.)
PeakuinoHHy0 cMeCh OXJIQXKIAIOT JO KOMHATHOW TeMIeparypsl, 3aTeM B OaHe
CO JbJIOM, BBINABLIMIA 0CaJOK OT(GUIBTPOBHIBAIOT, MPOMBIBAIOT HECKOJIBKHUMHU
MULTHIUTPAMHU XOJIOMHOW BOJIbI, OT)KUMAIOT BOJYy Ha (UIBTPOBAIBHON Oymare.
T mi. onmpenenstoT TONBKO MOCHE TOro, Kak OyAeT MOoJHAas YBEPEHHOCTh B TOM,
YTO BEILIECTBO COBEPIICHHO CyXOe.

Y Mpoba Bervwmeiina na 2anozen. B TIaMeHU TOPENKH HATPEBAIOT MEMHYIO TPOBOJOYUKY.

Ha OXJIAXKACHHYIO ITPOBOJIOYKY IMOMEIIAIOT HECKOJIBKO KPHUCTAJIJIMKOB BEIIECTBA U OCTOPOKHO
BHOCAT B IJIaMs T'OPEJIKU. OKpaH_II/IBaHI/IC IJITAMEHH B 3CJICHBIA IBET YKa3bIBa€T Ha HaJIM4YUEC
raJiorcHa. (BHMM[ZHM€! Hp06a O4Y€Hb YYBCTBUTECJIbHA, U TIOJIOKUTEITHHBIN PE3YILTAT MOKET
OBITH npu HaJIMYHUKU CJIIEN0B I/IO,I[I/ICTOBOZ[OPO,Z[HOﬁ KHCJIOTBI U IpUMECHU HoaAuaa HanI/IH).
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IIJ'ISI OMpeaACJICHUA CTPOCHHA MOJTYYCHHOTO COCAUHCHUA MPOBOAAT CJICAYHO-
e TECTHI.

1. Ilpoby Benbmiteiina Ha ramorent.

2. TIpoGbl Ha PacTBOPUMOCTH?.

3. CpaBHeHI/Ie T. TNI. C JIMTCPATYPHBIMU NAaHHBIMH UIA CICAYIOMINX COGZ[HHGHHﬁ:

CoenuHeHue T. mi., °C CoenquHeHHe T. mi., °C
1-(2-Xnophenun)sranon Kunxocts Bensolinas kucnora 122-123
1-(3-Xnophenunn)staHon XKunkocts 2-XnopOeHsoitHast K-Ta 139-143
1-(4-XnopheHnn)3taHoH 18-20 3-XnopbensoitHast k-ta 154-157
1-(2,4-TuxnopdeHuin)sTaHoH 33-34 4-XnopbeH3oiiHas K-Ta 240-243
1-(3,4-quxnopdeHni)sTaHoH 72-74 DeHunykcycHas K-Ta 75-78
2-Xnop-1-pennnsTaHoH 52-56 DeHOKCUYKCYyCHAs K-Ta 98-101
2,2-JTuxnop-1-peHuasTanon 21-22 2-Xnop-1-(4-xnopdeHnn)3TaHoH 98-102

Bb13.3. BoccraHoBieHue o,B-HenmpeneabHO apoMaTHYECKO KHCIOTHI

COOH ;
\/ Ni ?

mpaHc-3-OeHnnnponeHoBas kuciota 1 r1

NaOH, 5%- pactBop 50 mn
Ni/Al (cnnae PeHes) 3r
HCl KoHu,. 30 mn

B nByxropnoit xpyriomoHHOW Kosbe emkoctbio 250 mi, cHaGkeHHOI Mexa-
HUYECKOW MeImankod, pacTBOpsioT 1 r mparnc-3-GEeHUIPONICHOBOW KHCIIO-
Tel B 50 Mn 5%-ro pacTBOpa THIpOKCHAA HATPHUSI W HATPEBAIOT MOTYYCH-
Helid pactBop no 90 °C. CHumaror HarpeB W mo0OaBisoT 3 r criaBa Ni/Al
MaJBIMH TIOPIUSAMH B TedeHHe 15 MuH. DPQPeKkTHBHO mepememmnBamT odpa-
3yIOIyIocs cMech. [1o OKOHYaHWU MpHOABICHUST BCETo CIulaBa PeHes cMech
cuoBa HarpeBaT npu 90-95 °C, moGaBusroT ropsueil Boabl, eciim HeoOXo-
IUMO JUIS MHTeHCHBHOrO nepememuBanus (<50 mu). OUIBTPYIOT TOpSIUyIO
cMech Ha BOpoHKe broxHepa. Ocamok Ha (GUIBTPE MPOMBIBAIOT TOPSIYHM
5%-m pactBopoMm rHapokcuna Hatpus (4-5 mur). O6pasoBasuniics Ni-Penes

Cwm. crocky ! ma c. 341

TTpOBEPSIOT PaCTBOPHMOCTE MONYYEHHOTO COEIMHEHUS B Pa30aBIEHHBIX BOAHBIX PACTBOPAaxX
TUPOKCHU/IA HATPHS, THAPOKAPOOHATA HATPHS M CONSHON KHCIOTHL. Kakue BBIBOIBI MOXHO
CENaTh W3 MOMYyYEHHBIX PE3yJIETaTOB?
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MEePEHOCIT ¢ BOPOHKH B CKISHKY ¢ Bomoi (cyxoii Ni-Penes moxeT Boc-
miaMeHuThes!). OuapTpar oxJaxmaroT B 0aHe CO JbIOM M MEIJICHHO MPH
nepeMenuBaHuy NPUOaBISIIOT ero K 30 MJI KOHII. COJITHOW KHCIIOTHI C TaKoH
CKOPOCTBIO, UTOOBI TEMIIepaTypa PeakIUOHHOW CMECH HE IOJHHMMAJIach BBIIIE
85 °C. Ilo oxoHYaHWH MPUOABICHUS CMECh OXJAXTAIOT JIHJIOM, BBIMIABIIHIA
ocagok OTQIIBTPOBEIBAIOT HAa BOpoHKe broxHepa, mpombeiBator 10-20 M

XOJIOAHOM BOJBI.
YcTaHOBIEHHUE CTPOECHUSA:

1. [TpoBecTH KayecCTBEHHBII TeCT Ha HalMW4KMe NBOWHON cBiA3u ¢ 2%-M pacTBo-
pOM IepMaHraHaTa KajHs WJIH C PacTBOPOM OpoMa B HYETHIPEXXJIOPHCTOM

yriaepoJe.
2. IIpo6Gs1 HA PacTBOPUMOCTE.

3.()HpeHeHHTL T. IIJI. 1 CPpaBHUTH €€ C T. IUI. CICAYIOIIHUX COQﬂHHeHHﬁ:

2

CoenuHenne T. ma., °C CoennHeHne T. m., °C
KopuuHas kuciora 133-134 | (E)-3-®enunmnponen-2-on-12 33-35
2-I'mppoxcu-3-eHnnmnponanosas 96-97 1-®ennn-1,2-3TaHanon 66-68
KHCIIOTa
3-T'uppokcu-3-¢peHnnnponanonas 92-93 Ben3oiinast kuciora 122-123
KHCIIOTA
2-Oxco-3-deHunmnponaHonast 154-155 3-OenunmnponanoBas 47-49
KHCIIOTa KHCJIOTA
BensonnykcycHas kuciora 103-104

Bb13.4. Bs3auMozeiicTBHE CAJTHIUIOBOI0 AJbIAEIHAA ¢ AMITUIMAJIOHATOM

CHO

OH

CanuuunoBbin anbaerna
OvatunmanoHat
MNMunepuauH cyxon
DTaHon abc.

DTaHon 95%-1n

COOEt

+

nmnepunanH
MNEpVANH: ~

COOEt

3.5 mn
5.5 mn
0.4 mn
20 mn
3 Mn

HpOBepf{}OT PaCcTBOPUMOCTD MOJIYUCHHOTO COCANHCHUS B pa36aBHeHHI>IX BOJAHBIX pacCTBOpax

THAPOKCHUAAa HATpUs, FI/IIIpOKap6OHaTa HaTpus U coyistHOM KuCoTh. Kakne BBIBOIIBI MOXKHO
CACJIaTb U3 TOJYYCHHBIX pe3yJ'[I)TaTOB?

TpI/IBI/IaHBHOG Ha3BaHUE ITOTO COCIUHCHUS — IMMHHAMIIOBBINA CITUPT.
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B cyxyro kpyrmomonHyio konOy emkocthio 100 My, cHaGXKEHHYIO OOpaTHBIM
XOJIOAMIBHUKOM C XJIOPKAJIbIIUEBOH TPYOKOH, moMernarT 3.5 MII CaluIHIOBOTO
anpaeruaa, 5.5 mu cyxoro mmdtmiamanonara, 20 mi abc. stanona, 0.4 miu cy-
XOTO MUMEPUANHA W OTHY KAIUTIO JICJASHONH YKCYCHOM KHUCIOTHI. CMECh KHMISATAT
B TeYCHHUE 2 YacoB, 3aTEM MEPCHOCAT B KOHUYECCKYIO KOJOy, mpubaBisoT 30 mi
BOJIBI U OXJIXKIAIOT B O0aHE CO JIbJAOM. BhIMaBIiive KpUCTaIbl OTQUIBTPOBLIBA-
0T, TIPOMBIBAIOT 2 pa3a 1mo 3 mi JieasHeiM 50%-M BOAHBIM PacTBOPOM 3TaHOIA.
Ocajiok cyImar, OmpeaeNisioT T. TUI., BIXOA. JIJIs ompeaesieHust CTPYKTYpPhI I10-
JYYCHHOTO COEIUHEHHUS MPOBOAAT CICAYIOIINE MPOLEAYPHI:

1. TIpo6bI Ha PacTBOPUMOCTH'

2. lpoananusupyiire UK-ciektpsl u cnekrpsl SIMP H mony4ennoro coemu-
HEHHUSL.

3. CpaBHHTE H3MEPCHHYIO T. IUI. MPOAYKTa C JIMTEPATYPHBIMH JAHHBIMH.
(Opr. T. 2. C. 162)

4. Kaxoit MmexaHu3M 00pa30BaHUsS IOJYYEHHOTO COEIWHEHUS?

B13.5. BsaumoaeiicTBue n-XJI0pOeH3aIbAErHAa ¢ THAPOKCHIOM KaJIus

CHO
KOH, > (A +B)
Cl
n-XnopbeHsanbaerug, 5r
CH;OH wnn C,H,OH 15 mn
KOH TB. 9.7r
CH.Cl, 130 mn
AueToH 4 mn
[ekcaH 10 mn
HCl KoHLu,. 15 mMn

B xonmyeckyo koy0y emkocthio 150 mi momemaror 9.7 r tBepmoro KOH,
15 M3 BOABI PacTBOpP OXJAXIAOT 10 KOMHATHOW TeMmmepaTypbl. B npyroi
K0j10€e pactBopsoT 5 r 4-xjopOensanpaeruaa B 15 mur MetaHoaa (TaHona),
clierka HarpeBaloT CMECh JIO MOJHOTO PAacTBOPEHHUS OCajJKa M BECh PacTBOP
cpa3y IPWIUBAIOT K PacTBOPY IIETIOYH, OBICTPO MEPEMEIINBas MOIYYaroUlyOCs
cMech. Peaknusi 3K30TepMUYHA, U CMECh CTAHOBUTCS TeMHOU. Uepe3 HecKoyb-
KO MUHYT HauWHaeTCs BblMajieHHe ocajgka. C 3TOro MOMEHTa TeMIepaTypy
PEaKIMOHHON CMecH CleAyeT MOoAIep)XKuBaTh B mHTepBaie 55+65 °C, snep-
THYHO TiepeMeninBas B TeueHue 45 muH. Jlajgee cMech OXJIaXJAalT 0 KOM-
HATHOM TeMIlepaTypbl U NEPEHOCAT B JNEIUTEIbHYIO BOPOHKY, J00aBJIAIOT

! HpOBepf{IOT PaCcTBOPUMOCTD MOJTYUCHHOTO COCANHCHUS B pa36aBIIeHHI>IX BOJAHBIX pacTBOpax

THAPOKCHUAAa HATpus, anpOKap60HaTa HaTpus U coystHOM KuCoTh. Kakne BBIBOIIBI MOXXHO
CACJIaTb U3 TOJYYCHHBIX pe3yHI)TaTOB?
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50 mu nmensuoi Boasl, 110 M CH,Cl,, HeckoaBKO pas BCTPAXHMBAIOT CMECH,
JIal0T OTCTOATHCS M OTAEIAIOT OpraHuYecKuil cioi. BomHbIM cioil akcTpa-
rupyoT CH,Cl, (2x10 mMa) U opraHu4eckue SKCTPakThl 00beauHsoT. [Ipoayk-
Thl peakiuu (A W B) BeIIENAIOT M3 000UX IKCTPAKTOB — OPraHHUYECKOTO
U BOJHOIO.

1. [TpomBIBaroT opraHuyecKuii dKCTpakT 2 pa3a mo 10 M HachIIEHHBIM pac-
TBOpPOM THIpokKapOoHaTa HaTpus W cymar 15 muH Haxg O6e3BogH. Na,SO,.
OcymmTens OTQUIBTPOBHIBAIOT, (GHIBTPAT ymapuBaloT. OCTaToOK pacTBOPSIOT
B 8-10 mur 4%-ro pacTBOpa ameTroHa B TeKCaHE, HarpeBalOT N0 KUIICHUS
U OXJIQXKJAIOT 10 KOMHATHOW TemmepaTypbl. TBepnoe BeniectBo (A) Bbima-
JIaeT MPU OXJIAXACHUU. Ero oTQMIETPOBEIBAIOT, MPOMEIBAIOT 2—5 MJI OXJIAXK-
nennoro go 0 °C rekcana, cymaTr Ha BO3JAyXe, B3BEIIMBAIOT M OIpe-
eS0T T. oIt

2. BomHBIN 3KCTPaKT MEPEHOCAT B KOHUYECKYIO KOJIOY M KHUISTAT ¢ 1 T akTH-
BHPOBAHHOT'O YT JUIsl 00ECIBEYHBAHMS, CMECh OXJAXKAAIOT, (PHIBTPYIOT,
MOAKUCIAIOT 15 MJI KOHI. COJSHOM KHCIOTHI NPU OXJIAKICHUU U TIepe-
memuBaHuu. [Ipn 3TOoM BEIMagaer Oenblii ocajJok, cpexa JOJKHA OBITH
cunpHOKKCI0H (onpeaersitor pH). Ocagok oTGHUIBTPOBBIBAIOT, TPOMBIBAIOT
Ha QuibTpe 75 MIJI XOJOTHOHN BOABI, OTXKUMAIOT BOJY, IEPEHOCIT Ha Yaco-
BOE CTEKJIO M OCTaBISIOT CYIIMTHCS Ha BO3AyXe, moiydvaroT BemecTBo (B).
Onpenensior BBIXOJ U T. IUI. 3aT€M YCTAaHABIMBAIOT CTPYKTYpPHI MOJTydYeH-
HBIX coenuHenuii A u b.

3. TecT Ha PacTBOPUMOCTH.?

4. Kakuie KaueCTBEHHBIC PEaKIMU MOTYT JaTh MOJIC3HYI0 WH(OPMAIHIO?

5. Ananmuz UK-cniekrpos u cnektpos SIMP 1H.

6. CpaBHEeHHE T. M. C JUTEPATyPHBIMH MAaHHBIMHU IJIs TIPEINOIaracMbIX
COEIMHEHHUH.

Bb13.6. Peaknus 3-¢peHnJInponanoBoi KucjaoThl ¢ moaudocdopHoii KUCI0TOH

COOH
MoK
— ?
MNonundocdopHas Knucnota 5mn
3-QOeHunnponaHoBaa kucnota 1r
STunaueTaTt 10 mn

BemectBo A nomkxHO miaBuThes B uHTepBaie 50-80 °C.

TIpoBepsitOT pacTBOPUMOCTD MOJYYEHHOTO COEAMHEHHs B Pa30aBIEHHBIX BOIHBIX PacTBOPaxX
THIPOKCUIA HATPHsl, TUAPOKApOOHATA HATPHS U COJITHON KHCIOThI. Kakue BBIBOIBI MOXHO
clleNaTh U3 IMOJYYEHHBIX Pe3yJIbTaToB?
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B kpyrononnyio koi0y emkocthio 100 M momemator 5 mi nmonudochopHoit

kuciorsl (II®K)?!, npubasnsior 1 r 3-GpeHUINpPONaHOBON KHCIOTHI U TEpPE-

MEIINBAIOT CMECh 10 €€ MOJHOTro pacTBopeHwus, fganee HarpesarooT mpu 90 °C

B TeueHue 1 vaca (cMmech mpu 3TOM TeMmHeeT). Ilociie 3TOTO CMECH JAOT

oxnagutbes no 60 °C, mpubaBnsroT 10-15 My BOXBI M MHTEHCHUBHO Iepe-

MEIIUBAIOT 10 MOJY4YeHHs OMHOPOAHOI Macchl (HIET pa3orpeB, OCTOPOXKHO!).

PeakIMOHHYIO CMECh OXJIaXAAIT MPAKTHYSCKU O KOMHATHOW TEeMIEepaTyphl

U TIEPEHOCAT B JEIUTEIbHYI0 BOPOHKY, puOaBisiror 15-20 mi BoABI U 9KTpa-

THPYIOT 3TUIALETATOM. BOAHBIN CIION OTAENSAIOT, OPraHMYECKHH IKCTPAKT MPO-

MBIBAIOT BOJHBIM PacTBOPOM THAPOKApOOHATA HATPHsI, CYLIAT MPOKAICHHBIM

Na,SO,. OTOUIBTPOBBIBAIOT OCYIIUTENb, PACTBOPUTEIh YMAPUBAIOT, OCTATOK

3aKPUCTAITU30BBIBACTCS MPH OXJIAKICHHH.

VYcTaHOBIEHHE CTPYKTYPBI MONYYEHHOTO COCTUHEHHUSI.

. TecT Ha pacTBOPUMOCTBH,

2. Kakyrwo mone3Hyr HHGOPMAIMI0O MOKHO W3BJIEYb U3 PE3yNbTaToOB TeCTa Ha
pPacTBOPUMOCTH?

3. Anamuz UK-cnektpos u crekrpos SIMP H.

4. CpaBHeHHE T. IUI. C JIUTEPATyPHBIMU JaHHBIMU JJIS MPEANONIAraeMbIX COCIHU-
HEHUM.

5. IlomymaiiTe, Kakue KaueCTBEHHbIC PEaKIIMH MOXHO MPOBECTH ISl TIOATBEPIK-
JIEHVs TIPETNONAraeMoil CTPYKTYphl MOJy4E€HHOTO COEAMHEHUS?

6. OnunMTe MexaHu3M 0Opa30BaHUS MPEANOIAraeMOTO COCTUHCHHUS.

=

B13.7. Peaxkuus auneTroykcycHoro 3¢upa ¢ ruipa3uHoM

o O
/U\/“\ * N2H4 - ?
07>
ALeTOYyKCYCHbIN 3¢unp 1 mn
ST1aHon 95%-1 2.6 Mn

lmgpasnH, 64%-1n pacteop 0.4 mn

B mpobupke pactBopsitor 1 mi ametoykcycHoro sdupa B 2 Mi abc. Wiu
95%-ro sTtanona. [oroBst Bomublii pacTtBop 0.4 M 64%-ro ruapasuHa
B 0.6 MJ 3TaHONA M 3TOT PacTBOp MO KallIsAM MPUOABISIIOT K PacTBOPY alle-
TOYKCYCHOTO 3¢upa B TedeHHe 5 MUH. Peakuus sk30TepMHUYHas U MPOOHUPKY
HaJ0 MEePUOJUYECKU OXJIaXaaTh. [10 OKOHYAaHWUU NMPUOABICHUS CMECh OCTaB-
JSI0T TIPU KOMHATHOW TemmepaType Ha 15 MuH, 3aremM oxiaxaalT B OaHe

Cwm. cunre3 ¢enmnunagona (pasa. b11.3).

TIpoBepsIFOT PacTBOPUMOCTH MOJIYYCHHOTO COCJMHEHHS B Pa30aBICHHBIX BOJHBIX PacTBOPax
THJPOKCHAA HATPHs, THAPOKApOOHATa HATPHUS M COJISTHOM KHCIOTHI. Kakie BBIBOIBI MOXHO
crenath U3 IMOMYYCHHBIX PEe3YJIbTaToB?

Tect ¢ 2,4-quHNTPOdEHIITHAPA3OHOM.
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CO JIBJOM, TIPH ATOM BBIMAJacT OCCHBETHBIH 0CATOK, €r0 OT(PUIBTPOBHIBAIOT,
IIPOMBIBAOT HECKOJIBKUMMU KaIlJISIMU XOJIOAHOTO 3TaHO/IAa, CylIar, B3BEIIUBAIOT
U OINPENEISIOT T. II.

Macc-crekTp HIpoayKTa COAEPIKHUT MUK MOJIEKYJISIPHOro noHa ¢ m/z 98.
AMP 'H & (m.a., D,0O): 2.59 (3H, ¢); 3.52 (2H, ¢); 6.02 (1H, ¢, o6meHuBaetca B D,0).
AMP 3C 6 (m.a., D,0): 24.3; 58.2; 150.1; 156.2.

1. [lpuBeauTe MEeXaHU3M OOpa30BaHMS MPEIIOIAraeMOro COSAUHEHHUS.

2. Kakoe coemuHenne o0OpasyeTcs, €Ciau THAPasdH B DTOH peakIHUd 3aMCHHUTH
Ha THAPOKCHUIAMHH?

b13.8. B3aumopeiicTBHe apoMaTHYeCKUX AJIb/1ETHA0B
¢ TMIPOKCHJIAMHHOM B MYPaBbHHOIi KHCJI0TE

CHO
/©/ + NH,0HHC —> 2
0

n-MeToKkcmnbeHsanbgerus 14r
NH,OH - HCI 09r
HCOOH, 96%-1a 10 mn

B xpyrmononHyro konby eMkocThio 50 My, cHaOKeHHYI0 0OpaTHBIM XOJOAMIIb-
HuKOM, momeniaioT 1.4 r n-meroxkcubensanpaeruaa u 0.9 r NH,OH - HCI, npu-
6asmsror 10 mn 96%-it HCOOH u xunsatar cmecs 30 munyT. [lanee cmech
BelTuBatoT B 100 M1 BOABI CO JIBJOM, TIEPEMEIIMBAIOT HECKOJIBKO MUHYT, TOCIIE
4ero BBINAZACT OCAIOK, KOTOPBIH OT(GHIBTPOBBIBAIOT M IPOMBIBAIOT Ha (HIIb-
Tpe HEOONBIIMM KOJHUYECTBOM BOABI. IlepeKpHCTaIN30BBIBAIOT IOJYyYEHHOE
BEIIECTBO M3 BOJABIL, CyIIAT, ONMPENENIAIOT T. IUI.

Hmxke NPUBEACHBI T. IJI. BO3BMOXHBIX NPOAYKTOB PCAKIUHU:

Coenunenue T. ma., °C
4-MeTtokcubeH301HAsS K-Ta 182-185
4-MeTOKCHOEH3UIIOBBIH CITUPT 23-25
OxcuM 4-MeTOKCHUOEH3aIbAErnaa 64; 133
(mBe hopmpbr)
n-MeTOKCHOEH30HUTPHIT 59-60
n-MeTOKCHaHUIIHH 57-60
n-AMHHOOEH3AIIbIETHL 68-70
n-MeTtokcubeH3amMu 164-167

! MosxHO HO6aBI/ITB HCEMHOTI'O 3TaHOJIA.
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YcTaHOBIIEHUE CTPYKTYPHI MOJYUYEHHOTO COEAUHEHUS.

1. Tect Ha pacTBOpMMOCTh. Kakue peaknnum MOTYT AaTh IOJIE3HYIO HH(pOpMa-

o ?

. Ananus UK-cnekrpos u cnekrpos IMP ‘H.

. CpaBHEHUE T. 1. C TUTEPATYPHBIMU JAHHBIMU AJIsl IPEAIOIaraéMoro coeau-

HEHUS.

4. ITomymaiite, Kakue Ka4eCTBEHHbIE PEaKIIMH MOKHO NPOBECTH UIS MOATBEPXK-
JeHUs MpEeArnonaaraéMoi CTpYKTypbl MOIYyYEHHOIO COEIUHEHUS.

5. [IpuBenuTe anbTepHATHBHBIN MYyTh MOJYYEHHUS BBIAEICHHOTO COCTUHCHHS.

w N

B13.9. Peakuusi 6eH30HMTPH.IA C Mpen-GyTHIOBBIM CIUPTOM

CN ®
©/ +§7OHH—>?

mpem-byTnnosbin cnupt 370 mr
beH3oHuTpUN 515 mr
H,SO, KoHu,. 0.5 mn
CH;COOH nepgsaHan 0.75 mn
C,H;OH 95%-n 10 mn

B npo6upke rorossaT pactBop 370 Mr mpem-0ytuioBoro cnupra u 515 mr Gen-
3oHuTpmwiIa B 0.5 M1 neasHOM yKCyCHO#M KMCIOTHI. B apyroil mpoOupKke roTOBAT
pactBop 0.5 mur koHIl. cepHO# KUCIOTH B 0.75 MIT IeaAHONW YKCYCHOM KHCJIOTHI,
KOTOPBIH MO KamiAM J00aBISIOT K MEpBOMY pacTBOpy. IIOCKONBKY peakiius
9K30TEPMHUYHA, CMECh HY)XHO NEPHOAMYECKH OXJIAXAAaTh aKKypaTHO BCTPSIXHU-
Basi IPOOHPKY C pEaKUMOHHOW cMmechio. OCTaBISIOT PEaKUHOHHYIO CMECh Ha
30 MuH, a 3aTeM C MOMOIIBI0 MHIIETKH MPHIMBAIOT ee K 15 mMu XonogHou
BOJIbl. BeImaBminii ocalok OT(QUIBTPOBBIBAIOT, MPOMBIBAIOT XOJIOJHOW BOJOM,
MEePEKPUCTATH30BBIBAIOT U3 BOAHOTO 3TaHona (2 mu coupra U 1.5 M Bombl
Ha kaxapie 100 mMr obpasma), cymiar, onpeaessioT T. IUI.

YcTaHOBIEHHE CTPYKTYPHI HOJIYYEHHOTO COCIUHEHUS.

1. Tect na pactBopumocTh!. Kakne peakuum MOryT Aarh MOJE3HYIO UHPOD-
MAaLu?

2. Anamus UK-cniektpos u crekrpos SIMP H.

3. CpaBHEHHE T. IUI. C JIMTEPATYPHBIMH JTAHHBIMH TIPEANIONAraeMOro COSTUHEHNS.

HpOBepf{IOT PaCcTBOPUMOCTD MOJTYUCHHOTO COCANHCHUS B pa36aBIIeHHI>IX BOJAHBIX pacTBOpax
THAPOKCHUAAa HATpus, FI/IIIpOKap6OHaTa HaTpus U coystHOM KuCoTh. Kakne BBIBOIIBI MOXXHO
CACJIaTb U3 TOJYYCHHBIX pe3yHI)TaTOB?
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B13.10. Peaknus 6eH3amMuaa ¢ 5pOMOM B IIEJOYHOM cpee

@]
H
2 YNaOH+Br, —» ?
beH3amnpg, 1.2r
YKCYCHbIN aHruapug, 1 mn
CH;COONa 1r
HCl 10%-5 10 mn
NaOH TB. 24r
Br, 1 mn

B kpyrnomonnyio koin0y emkocThio 250 MJI MOMEIIAIOT XOJOIHBINH pacTBOp
2.4 v NaOH B 20 mu Bogpl, mpubaBisiror 1 mi Opoma, akKypaTHO IepeMelu-
BalOT M OXJaXIaloT KoilOy B OaHe co mpaoM. Ilpubapnstor 1.2 T pactepToro
B myapy OeH3zaMuia HEOOJBIIMMHU HOPIHUSAMH. IlepeMeniuBaHue MPEeKPamanT
U OCTOPOXKHO B30AJITHIBAIOT KOJOY IIO IOJIHOTO pacTBOpeHus OcH3ammma. KonOy
MMOMEMIAIOT B 0aHro ¢ BOaoH, Harpetoit 1o 40-45 °C, u momHNMAIOT TeMIeparypy
no 70-75 °C, nomnmepxxuBas 31y Temmneparypy B Tedenue 20 muH. oOaBisior
30 M BOABI, CHAOXKAIOT KOJOY HUCXOISIIUM XOJOMWIBHUKOM U CMECh IMEepero-
HAIOT B TeueHHe 15 MUH 110 TeX MOp, MOKAa HE CTAHET OTTOHSATHCS YHMCTas BOJA.
K muctumiaty npubasssttor 10%-10 HCI o xucioii peakiuu 1o yHUBEPCATEHOMY
uHaukaropy (~2 mur). 3arem npuOaBisiioT 1 M YKCYCHOTO aHTHIPUIA U CPasy
Beiten 3a 9TUM ObICTpo 1 T arerara Hatpus (ecnu ObUTO q00aBiaeHO Oojee 2 M
10%-# conmsHOM KHCIOTHI, TO KOJMYECTBO aleTaTa HATpUsS HAIO MPOIOPITHO-
HAJIbHO YBEJIMYHTH). B30aNThIBAIOT COMEPKUMOE KOJIOBI JJIsl MOJTHOTO CMEIICHUS
pEareHToB, CMECh OXJIKIAIOT B O0aHE CO JIHIOM JI0 TIOTHOTO OCKACHUS TBEPIOTO
BertectBa. Ocazok OTGUIBTPOBBIBAIOT (€CIM OH He OECIBETHBIN, €ro MepeKpu-
CTaJUTM30BBIBAIOT M3 BOJBI), CYIIAT U ONPEIEISIOT T. I

YcTaHOBIIEHUE CTPYKTYPHI MOJYYEHHOTO COCIMHCHUS.

1. Ananus UK-cnektpoB u crnekrpos SIMP H.
2. TIpoBOIAT TECTHI HA PACTBOPUMOCTH .

3. CpaBHI/IBaIOT T. IJI. C JIUTEPATYPHbIMU NAHHBIMU.

B13.11. OnpenejieHHe CTPYKTYPHI AATYKTA
ruapoxgaopuaa uucrenna ¢ aneronom (CgH,,CINO,S)

NH, o ”
H + — !
S\/)\COOH :

HCl

! HpOBepf{IOT PaCcTBOPUMOCTD MOJIYUCHHOTO COCAUHCHUS B pa36aBIIeHHI>IX BOJAHBIX pacTBOpax

TUAPOKCHU A HATpus, FI/IIIpOKap6OHaTa HaTpus uU coyisTHOM KuCOTH. Kakne BBIBOIIBI MOXXHO
CACJIaTb U3 TOJYYCHHBIX pe3yHI)TaTOB?
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L-LnctenH rmgpoxnopmna MoHorugpar 1r
AueToH cyxom 22 mn
HuHrngpux

B kpyrmomonHo# koibe, CHaAOXKEHHOW OOpAaTHBIM XOJOIUIBLHHUKOM, CYCIIEH-
mupyioT 1 r MoHormapara ruzapoxnopuna L-muctenna B 20 ma 6e3BoxHOTO
aleTOHAa M HArpeBalT CMECh 10 KuMeHus. I[ucTeuH OBICTPO pacTBOpsAETCS
M 3aTeM BbIMagacT TBepaoe BeliecTBo. Kumenune nomaepxuBaror 30 MuH,
3aTeM PEaKkIMOHHYI0 CMECh OXJaxaaroT B 0aHe co mbaoM. OTQIIBTPOBEIBA-
0T OECIIBETHOE KPUCTAJUTMYCCKOE BEIIECTBO, MPOMBIBAIOT €ro 2 MJI CYXOTO
areToHa. J[Js yCTaHOBJICHUS CTPYKTYPHI MOJYUYEHHOTO COCAMHEHHUS MPOBOIST
CIEAYIOIIHNE PEaKIUU:

1.

Hunrunpunnas peakius. Heckombko MI MOMy4eHHOTO MPOAYKTa PaCTBOPSIOT
B CMECH aleTOH/BO/a, cpa3y K€ KallaloT MONYyYeHHBIH pacTBOp Ha (uib-
TpPOBaNbHYI0 OyMary W Ha TO JK€ ISTHO KaraloT HUHTHIPWHHBIN peareHr.
OunsrpoBanbHy0 Oymary cierka HarpeBaroT. IIpoBenure aHaIOTHYHBIN TeCT
C WCXOJHBIM LIMCTEHHOM M CPaBHHUTE PE3yJIbTaThI.

. Tect Ha Hamu4yue THONBHOW rpynmnbl. PacTBopsioT 1-2 Mr mosy4eHHOTO

COEAIMHEHUS B BOJHO-AaL[ETOHOBOM PAaCTBOPE, CPa3y e KalalT 3TOT PacTBOP
Ha QUIBTpOBaNbHYIO Oymary m nobGaBistor 1 karurro pactBopa 3,3'-muKap-
6okcu-4,4'-nuaurpopudenuwnaucyibhunal Ha To ke IATHO Ha GUIBTPOBAIL-
HOW Oymare. AHAJIOTWYHBIH TECT MOBTOPSIOT ¢ IUcTenHOM. YTo HabmromaroT
B KaXJOM ciyd4ae?

. ToukocnoitHas xpomarorpadus. B kauecTBe 3/10€HTa HCIONB3YIOT CMEChH

OyTaHOII-YKCyCcHas KHcioTa—Boxa B coorHomenun 4:1:1. IlposBusior Xpo-
MarorpamMMmy B HUHTHJIPHUHHOM pacTBOpe, clierka HarpeBas IuiacTuHKY. Cpas-
HUBAIOT ITOJyYeHHbIE BEJIMYMHBI Rf IS HCXOMHOTO THAPOXJIOpUAA IUCTEHHA
U €ro aJAyKTa C aleTOHOM.

b513.12. HwurtpoBanue QeHHUIALETOHATPHIA®

CN CN
HNO3/H,SO0,
—_— NO,
DeHnnauetToHNTPUN 2 mn CuHTe3 npoBoAaAT
HNO; (d?° 1.42) 6 Mn B BbITAXXHOM WKady
H,S0, (d%° 1.84) 6 mMn

2

PeaktuB DmimaHa 5,5'-nutnobuc(2-HuTpoOeH30iHAsS KUCIOTa).
Bpewms peakmun 1.5 gaca.
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K 6 mx xonum. H,SO, mpu oxnaxaeHWH NeAsSHOW BOJOH NpHOABISIOT
6 min xoHu. HNO;. Ilpogomxkas mepeMeminBaHHe W OXJaXJEHHE, C MOMO-
b0 MITNPHUIA B TEYCHHE 5 MHH NPUKANBIBAIOT 2 MJ (DeHHJIAETOHUTPHUIIA,
noaznepxuBas Temnepatrypy cmecu Hmwke 25 °C. [lo okoHYaHMM TpHUKaIbI-
BaHUS OXJaXJEHUE yOUparoT M OCTaBISAIOT PEAKIHOHHYIO cMech Ha 1 wac
Mpu KOMHATHOW Temneparype. [1oaydeHHbIH KenThIi pacTBOp BBUIMBAIOT NPH
nepeMenInBaHiy Ha W3MEJBYEHHBIH Jied, MPH 3TOM BBINIAAaeT TBEPAbIH oca-
JIOK, KOTOPBI OT(QHIBTPOBHIBAIOT M MPOMBIBAIOT XOJOJHOW BOmOH. [IpomykT
HepEeKPUCTAUIN30BbIBAIOT U3 cMecu 10 Mi 3TaHona ¥ 4 M BOABI, 0CaJOK
OTQHUIBTPOBHIBAIOT, CYIIAT, OMPENEISAIOT T. IUL., MPH HEOOXOJUMOCTH peru-
crpupytor criektp AMP H. Kaxkoii nuzomep o6pasyercsi B pe3ysbTaTe peakiun?
o-Hutpodenunaneronutpun 1. mi. 82—85 °C, m-HUTpOEHWIaUETOHUTPHI T.
1. 63 °C, n-HuTpodeHmnaneTonnTpua T. mwi. 115-116 °C.
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B1.

NPUNOXEHUA

XAPAKTEPUCTUYECKME YACTOTbI MOTNOLLEHNA

B UK-CNEKTPAX ANA PASNTUYHBIX CTPYKTYPHbIX 3JIEMEHTOB
MOJIEKYN OPTAHWYECKUX COEQUHEHMIA '

Boanosoe ynciao, | Huren- Tun xonedanmii, Coequnenns
emt CHBHOCTH | CTPYKTYPHBIi 3JIeMeHT
3700-3600 (y3kas) | m. Bai., —OH (ueaccorump.) | cupThl, GEHONBI, KHCIOTHI
3600-3200 (mmmp.) | c. Bast.,, —OH (accoumup.) THJIPOKCHKHCIIOTEI
3500-3350 cp. Bas.,, —-NH (Heaccouuup.) | nepBHYHBIC H BTOPUYHBIC
3400-3100 cp. Bast., —-NH (accoumup.) aMHHBI, aMHJBI
3300-3250 [ Baix., =C-H AIKAHBI
3300-3150 (mwwmp.) | cp., c. Baist., -NH;" COJM aMUHOB
2700-2500 (ump.) | cp. Baist.,, —OH (accouuup.) KapOOHOBBIE KHCIIOTHI
3080-3000 CIL., Cp. Bai., =C-H QJIKEHBI, apeHBI
3100-2800 cp., C. Bai., —C—H pa3HbIX THUNOB | aJKaHbI, [IUKJIOATIKAHBI
2960-2870 cp. Bai., —-CHj aJIKaHBbI
2830-2815 cp. Bain., —O—CH, mpocTeie 3QupsI
2820-2730 cp. Bai., —N-CH, N-MeTHIaMUHBI
-2720 cp. Bait., —C(O)-H AJIbJeTUIBI
2600-2550 CIL Bai., —S-H THOJIBI
2260-2210 . Bain., —C=N HUTPUIIBL
2270-2000 BaJL., —Y=C=X M30I[MaHAaThl, KETCHBI, H30-
(Y=C, N; X=0, S), -N, THOLMAHATHI, a3Mbl
2280-2240 cp. ai.,, -N=N* COJIM AMA30HUS
2260-2210 c. Bai., —C=N HUTPUITBI
2160-2100 CIL Bai., —C=C- aJIKUHEI
1900-1600 c. Bai., >C=0 KapOOHWJIbHBIC COCTHMHEHUS
1860-1740 c. Baiy., >C=0 RCOHal
1840-1780 c. Bair., >C=0 AQHTHUAPHUIBI KHCIIOT
1780-1720 (2 momocsr)
1780-1750 c. Baix., >C=0 aprIKapOOHOBBIE KUCIOTHI,
1760-1700 BUHWJIOBBIE 3(QHPHI
1750-1730 c. Bair., >C=0 CJIOXKHBIE d(QUpPEI
1730-1710 Baix., >C=0 HaCBIIIEHHBIE aJIbJETU bl
U KETOHBI
1715-1680 c. Bai., >C=0 HEHACBIILIEHHBIE
U apOMAaTHYECKUE AllbJCTHIbI

1

Coxkpamenuns: ci. — cinadas, cp.
MEHHAs I10JI0Ca IOMIOIIEHHUS
KojebaHue.

— CpenHssd, C. — CHiIbHasl, OC. — OYeHb CHJIbHAL, . — Iepe-
Ball. — BaJIcHTHOE KoiebaHue, aed. — aedpopManuoHHOE
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Boanosoe ynciao, | Huren- Tun xonedanmii, Coequnenust
emt CHBHOCTH | CTPYKTYPHBIi 3JIeMeHT

1690-1660 c. Baix., >C=0 HEHACBIICHHbIE
U apOMaTHYECKHE KETOHBI

1680-1630 c. Bair., >C=0 aMUJIBI

1660-1600 cp. Bai., >C=C< aJIKCHBI, apCHBI

1650-1620 cp. ned., —-NH, MEPBUYHBIC AMUJIBI

1650-1580 c. ned., -N-H aMHHBI

1610-1590 cp. ces3u C—C B apenax apeHsl

1570-1510 cp. ned., -N-H BTOPUYHBIC aMHIBI

1560 c. Bar., -NO, anugparnyeckre
HHUTPOCOETHHEHUS

1518 c. Bai., —-NO, apoMaTu4ecKue
HHUTPOCOCTHHCHUS

1500-1480 cp. cesizu C-C B apeHax apeHbl

1480-1430 cp., C. ned., -CH; u —CH,— YIJICBOAOPOIBI

1420-1340 CIL., Cp. ned., —OH COHPTHI, QEHOJIBI,
KapOOHOBBIE KHCIOTHI

1390-1370 c. ned., -CHs YIJIEBOIOPOIBI

1360-1030 cp., ¢ Bai., —»C—-N< aMUHBI, aMUJIBI

1350-1240 c. Bai., —NO, HUTPOCOCTHHEHHS

1290-1050 cp., C Bai., C-0 CITUPTHI, MPOCTHIC IPHUPHI

1250-1200 c. Bar., C-O (heHonBI

1250-1180 c. Bair., C-O 2¢hupsl KAPOOHOBBIX KHCIOT

1200-1150 c. Bai., C-O TPETHYHBIE CIIUPTHI

1150-1080 cp. Bair., C-O BTOPUYHBIE CIUPTHI

1050-1010 c. Bair., C-O NEePBUYHBIE CIHUPTEHI

970-960 c ned., =C-H 1,2-au3aMenicHHbIE
mMpanc-aaKeHbl

995-985 c. ned., =C-H TEPMHUHAJbHBIC AJTKCHBI

915-905 c

860-800 c. ne¢., =C-H 1,4-nu3aMeInieHHBIE
GEH30IIBI

810-750 cp. ned., =C-H 1,3-qu3aMeleHHbIE

710-690 c. OEH30IIBI

885-855 c. ned., =C-H 1,1-1u3aMeIEeHHbIE aIKEHEI

780-500 cl., cp. pai., —C—Hal raJIOTeHIIPON3BOTHBIC

780-720 cp. ne¢p., -C-H ankaHbl HaunHas ¢ Cy

770-735 c. ned., =C-H 1,2-au3aMeneHHbIe
6EH30IIBI

770-730 c. ned., =C-H MOHO3aMeIlleHHbIE OEH30JIbI

710-690

730-680 cp. ned., =C-H 1,2-mu3aMeleHHbIE
Yuc-aJIKeHBI

c. ned., =C-H 6eH301
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B2. XAPAKTEPHbIE BEJINMWHBI XUMUYECKMX CABMIOB
MPOTOHOB PA3JINYHDIX IPYMNN (B m.A.)

Tum mporona |11] 10 9 8 7 6 5 4 3 2 1 |0

\
—C—CH,
/

\ _
—C—CH(5)-
/ (2.

\
C=CH—
/

O
=C—CH I

\
C_CH3
V4

C—OH deHonbl cnupTbI
| |

amun bl AMWUHbI
| |

—NH@)-
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B3.

AWANA30HbI XUMUYECKWX CABUIOB (B m.A.)
B CMEKTPAX AAMP *C HEKOTOPbIX IPYNMUPOBOK

Ecnu 3amecTuTens HEe yKaszaH, HOApPa3yMeBaeTCs alKWIbHAs Ipymna.

Tun atoma C

180

160

140 | 120 | 100

80 60

40

~CH,, ~CH,—, ~CH<

—CH= (anxeusr)

—CH= (apomaruka)

—CH=

=C-C (annuibHbI)

=C-C (GeH3uIIbHBI)

=C=

B

Hal-C

>N-C (amuHbI)

—O-C (cmuptsr)

—O-C (3¢upsi)

—S—C (tuoJbl)

-SO-C (okcubi)

-S0,-C (cynbhoHbI)

~C(=0)-C

—CHO (anbaerumsr)

>C=0 (keToHbI)

-COOH

—-COOR

~COONR,

—-C=N

Dypanbl

[Iupponst

Tuodensr

upuanns
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B4. OOPMbl BEAEHNA NNABOPATOPHOTO XYPHANA

HasBanue npoaykra:

Bpytro-hopmymna:
M =

CBoiicTBa: T. IUI. °C | Teoperuyeckuii BHIXO " r

T. K. °C/ MM PT. C€T. | JoCTUTHYTHIN T, %
OT TEOPETUYECKOTO

[pyrue cBoiicTBa JlocTurHyThI OT L %
METOANKH

CBoiicTBa COEJMHEHUS COIVIACHO AaHHbBIM, IPUBECHHBIM B JINTEPATypE:

Cxema cuHTE3a U YPaBHCHHUC pCAKIMHU:

Pearent Bpyrro-opm. M d Vi m(V) n

Hcnonb3yemble pacTBOpUTENN

HazBanue Kon-Bo CBoliCcTBa ¥ METOJ OYHCTKH
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Bo3MmokHEBIE T000YHBIE peakuum:

Onucanne TIPOBEICHUS CUHTE3a

Z[OHyH.ICH K BBIIIOJIHCHHUIO 3aJa4H: 3ayTeHo:
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6.

Pabora Ne

Cunre3 (naszeanue cunmesupyemo2o eeujecmsa)
JInTeparypHBIH HCTOUHHK (pamunus asmopa u nazeanue
PYKOBOOCMEQ)

PaGora Hauara (0ama)

OCHOBHas peaKius (peaxyuonnas cxema)

IToGouHBIE peakiuu (peaxyuonnvie cxemoi)

Pacuer cuntesa (Huowce npusedena mabnuya)

Mcxoanblie Bemecrsa Tpebyemble KoIM4YecTBA H30BITOK,
MOJIb
Hassarue| Mon. | Koncranre| KOHUeHTpauws (%) 0 TEOPUHU 10 METOJIMKE
" wacca | (1o srep, | ¥ TWIOTHOCTS pacTBopa
dopmyna JIaHHBIM) B MOJIb | BT M MJI | B MOJIb | BT ¥ MJI
[Inan paboTk: (HE ABJIAETCA KOIMMEH METOQUKH! B naane

NOOPOOHO 3aNUCHIBAIOMCS BCE NOCLE008AMENbHbIE ONEPAYUL NPU BLINOTHEHUU CUHME3d,
odaromes HeoOX00UMble NOSCHEHUsL.)

CTyaeHT omycKaeTcsl K BBIMOJHEHHIO PadOThI TOJIBKO MOCJe YTBeP:KAeHHs Tpe-
nojaBartejieM pacueTa CMHTe3a M IUIaHAa padoThI!

OTueT O BBIOJHEHUN CHHTE3a! (cocmaensiem cmyoenm 60 épems nposedenust
cuumesa. IIpedcmasnsem coboti noOpobHoe onucanue npogederUs CURMe3d U Ompasxcaem
HabOeHUsl IKCNePUMEHMAMOPA'. 6UO PEAKYUOHHOU CMeCU, USMEHeHUs npu 000as1eHul
peazenmog (mennogoie s¢hpexmol, usmenenue ysema u m.n.). B omueme ommeuaemcs
NPOOOAAHCUMENLHOCHIL OMOENbHBIX cmaoduil cunmesa. Eciu ovinu oonywensr omcmynie-
HUSL OM MEMOoOUKU, credyem yKa3amo Ux NPUYUHy U npoaHaIu3upo6ams nocieoCmeust,
K Komopuvim oHu npugenu. Ocoboe sHumanue credyem yoeiums Memooy 6bloenieHus u
OUUCTKU YeNe8020 NPOOYKMA; 0053ameibHO HA00 YKA3amb GblX00 HeOUUUEHHO20 npe-
napama, 4moodvl MOJCHO ObIIO OYeHums nomepu 8 npoyecce ouucmku. Ipu evloenenuu
NpOOYKmMa nepecoHKol NOOPOOHO ONUCAMb XO0 NEePEe2OHKU, YKA3bIBASI USMEHEeHUe meMne-
Pamypul, HUCIO NOIYUEHHBIX PPAKYUL C UHIMEPEALAMU MEMREePAmyp UX KUNeHUs, MAcCy
Kadxcoou ppakyuu, ee noxasamensb nperomienus. Ilpu noayyenuy Kpucmaiiuieckoeo ee-
wecmea onucmv CROCO6 KpUCMALIUZAYUU C YKA3AHUEM KOIUYECMEd UCTONb308AHHO20
pacmeopumeinsi u NOmepb Npu KPUCMALIUZAYUL.)

KoncranTbl U BbIX0A IponyKTa (6 6ude mabnuywl)

Mpoaykr KoncranTbl Bbixoa BenecTBa
H3MepeHHbIe 110 JTUTEePATYPHbIM r %
JAaHHBbIM OT Teopuun OT METOAUKH

Pabora 3akoH4eHa

3arpayeHo _____ pabouux aHEH
IIpenapar cnan

ITonnuce npenonasareis
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B5.  CNEKTPbl AMP HEKOTOPbIX COEAUHEHUN

MeTOmUKY CHHTE3a 3TUX COEAMHEHHI MPUBEICHBI B MpenaparuBHoi yact (4. B).
Homepa pHCyHKOB HOBTOPSIOT HOMEpPAa COOTBETCTBYIOUIMX pa3lesioB 4acTH b,
I7e MpUBeAeHa METOIUKA.
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B6 PEKOMEHAYEMAA NONONIHUTE/IbHAAL NIUTEPATYPA

B6.1.  JlabopamopHroe o6opydoearue. OcHoeHble npasuna, npuemol
u memodsl pabomol 8 na6opamopuu op2aHu4ecKko20 cuHmesa

1. A.E. Aeponomos, FO.C. llabapos. JlabopaTtopHbsie pabOTHl B OpPraHUYECKOM
npaktukyme. — M.. Xumus, 1974,

2. C.C. I'umuc, A.HU. a3, A.B. Heanos. IIpakTUKyM 10 OPraHUYECKOW XHMUH.
Oprannyeckuii cuHTe3. — M.: Beicmas mkona, 1991.

3. Opranuky™m. B 2 1. — M.: Mup, bunom, 2008.

4.J1. Tumye, T. Aiixep. llpenapatuBHas opraHuuyeckas xumus. — M.. Mup,
1999.

B6.2.  C(nexkmpockonus opzaHuyecKux coeduHeHuli

1. P. Cunvsepcmeiin, I. Baccnep, T. Moppun. CnekrpoMeTpudeckas HACHTH-
(dukays OpraHMYecKuX coemuHeHuil. — M.: Mup, 1977 (B usn-Be «BuHOM»
B 2010 r. BBIIET HOBOE M3IAHKE 3TOW KHWIH).

2. /1. Bpayn, @. ®@noiio, M. Ceiinzbepu. CUEeKTPOCKONUS OPTraHUISCKHX Be-
mectB.— M.: Mup, 1992.

3. X. Ioumep. Beenenne B kypc cnekrpockonuu SAMP. — M.: Mup, 1984.

4. 3. Jlepoym. CoBpemeHHble MeToabl SAIMP nns XuMHYECKHX HCCIeA0Ba-
Hui. — M.: Mup, 1992,



NPEAMETHbIN YKA3ATE/b

CeeTibIM HIpU(TOM yKa3zaHbl CTPAaHHIIBL, HA KOTOPHIX YIIOMUHAETCSl COCMHEHHE, Tep-
MUH U [Ip.; TOXYKUPHBIM HIPUPTOM 0003HAUEHBI CTPAHHMIIBI, IJIe TPUBEJCHA METOIUKA
CHHTE3a COOTBETCTBYIOIETO COCIMHEHUS, a MONYKUPHBIM C IIONYEPKUBAHUEM — IJIE

NIPUBEJIEHBl OpUTMHalbHbIE cleKTpbl SIMP coenuneHus.

AmunuHoBast kuciaora 220, 226, 446
A300eH301 (pazzaeneHue cMecu a300eH3071a

U o-HUTpOaHwInHa) 153
Azokcubenszon 297

Anomx 19
AMHJI HATPHS, MEPBI IIPEOCTOPOXKHOCTH TIPH
pabore 10

mpem-Amunbenson 291
n-AMuHoOeH3aibaeruy 345
4-AmunoOeH3oiHas kuciaora 299, 521
Mm-AmuHOOEH30MHas kuciaora 299, 522
n-AmunoOeH30Has kuciaora 299, 521
2-Amunomerundypan 301, 524
2-AMuHO-5-HUTpOOEH30lHAas kucnora 259, 480
o-Amunotdenon 313,314
n-Amunotdenon 150
AHanu3 cMecH AMHUTPO(GEHUITUAPA30HOB
Ha ractuske «Silufol» 152
Anrunpuz GochopHsiii, ocymmrens 31
Anrunpon 328,329
o-Aum3uauH - 149
n-Anmugua - 149, 255
n-AunsmaeHaneropeson 209
Anmson 172,267,282, 390
Anmwmn 149, 182, 199, 303, 310
AmnncoBas kuciora 215, 345
9-Autpansaerun 289, 512
AwntpanmioBas kuciora 259, 304
AntpaxuHon 192,414
Antpanen 192,260, 273, 274, 285, 289, 293
9-Antpanenkapbanpaerny 288, 512
1-(9-AnTpun)sranon 285, 508
Acnupun 143, 364
Aykcoxpom 72
Aneranunun 149, 257, 268, 269, 372
MEPEKPUCTAILTH3ALIS [TOTYMHKPOKOINYECCTB
U3 BOJIbI C IPUMEHEHUEM amityabl 151
AneranTpanuioBas kuciaora 259
n-Anerminanuzon 282, 505
9-Auerunanrpaues 285, 508
2-(Auerunokcn)oen3oiinas kucinora 143, 364
4-(Auermnoken)pennn anerar 145, 366
AnetuiicanuuuioBas kuciaora 143, 364
6-Auerunrerpanud 283
2-Auernntuoden 329, 545
Auermiadeppouen 284, 507
paszmeneHue cMecu depporeHa
u auermwideppouena 152
2-Auerundypan 330, 336, 546

Anerwixnopun 140, 209, 225

2-Aunerumukinonenradnon 209, 437

Aueron 208, 342, 347

Aueronutpun 286

AueroykeycHslii obup 228, 236, 344, 457

Auerodpenon 184,204,208, 211, 215,233,234,
245,246,312, 339

Aumndypansr - 329

bemzanmpanmwua 199, 425

Benzanpmernn 195, 196, 199, 206, 208, 210, 216,
222,228,230, 238, 240, 241, 264, 272

anmu-benzanpaokeum 196, 420

cun-benzanpokcum 197, 421

(E)-benzanpnoxkcum 196

benzanemermnamus - 198, 424

benzamun 147, 347, 369

Bensruppunamun 302, 525

Bensrunpunbenzon 292,516

Bensrunpon 205, 240, 292, 464

Benzun 189,213,316, 411

bensunaneroykcycusiii apup 194, 235, 462

Bensunbenson 291, 515

1-bensun-3,4-quruaponupporo [1,2-a]-
nupasuH 336

bemswmunenaneron 208, 433

Bewsmmmnenaneropenon 159, 208, 436

benswmpnenanerodenona quopomun 159, 382

Benzwunosslii cimpr 221, 448

1-bensunmuppono[1,2-aJnupasun 336

bensmngenmnkapounon 241, 465

bensmwipenmnkeron 213

benswn-2-gpypunkeron 333,336

Bewswixnopun 176,181, 183,227, 235,241, 291,
333

Benswmmanny 226

Benswtuinossiii a¢pup 176, 395

N-bensun-N-atmmaranamun 183, 404

1,2-benzonauamun - 300, 523

benzonmnokcan 178, 398

(bensonnamuHo)ykcycHas kucinora 148, 371

benzownanieron 233, 460

N-benzownmmmunua 148, 371

bensounykcycHas kuciora 341

2-bemzoundypan 330, 331, 547

benzomnxnopun 142, 147, 148

berzoun 189, 190
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Benzoiinas kucnora 151, 220, 221, 224, 250,
255,275,313, 447
Bbensokcazon 313, 532
Bensonutpun 346
Bensorpuazon 315, 534
Benzodenon 205, 248
1,4-benzoxunon 188
n-benzoxunon 188
Buc(aumerunamuno)meran 201
Buc(auytrnamuHo)veran 201
bucpenon A 205, 432
budenmn 277, 278
Bpom, MepbI IPeIoCTOPOXKHOCTH IpH paboTe 8
o-bpomanmson 307
n-bpomanuzon 267, 489
4-bpomanunue 269, 491
o-bpomanmnua 184
n-Bpomanmnua 269, 491
9-BpomanTtpanen 273, 496
4-Bpomarnieranmnny 258
n-Bpomarnierannmun 258, 268, 490
Bpomanerodenon 215,317, 441
m-bpombenzanbnernn 272, 495
3-Bpomben3anpaerun 272, 495
Bpombenson 241,247, 249, 250, 252,264, 487
2-BpomOytan 167
4-bpom-mpem-0ytundenzon 266, 488
(1-BpomBuHmI)OeH301 158, 159, 381
2-bpomrekcan 167
2-Bpom-N,N-mumernnanmnna - 183, 405
3-bpom-N,N-mumermnanunus - 184, 406
o-bpom-N,N-mumernnanmnna - 183, 405
n-bpom-N,N-numernnanunme - 269, 492
4-Bpom-N,N-mumeTninanunne - 269, 492
1-bpom-2,2-qumernnnponan 168
4-Bpom-2-aurpoaneranunny 258, 479
1-bpoM-2-HuTpOOEH30T 252
1-bpom-4-HuTpobeH3on 253, 476
m-bpomuutpobenson 271, 494
o-bpomuuTpobeH3on 252
n-bpomuutpobenson 252, 476
N-(4-bpom-2-autpodpernn)aneramun 258, 479
5-bpomHonan 168
1-bpomnienran 167
2-bpommupuaus - 326
a-Bpomerupon 158, 159, 381
o-bpomctupon 157
N-Bpomcykuuaumug 161,273
2-Bpomtnoden 319, 539
4-bpomromnyon 305, 528
n-Bpomromyon 305, 528
N-(4-bpomdennn)aneramun 268, 490
2-bpom-1-dermmranon 215, 441
5-Bpomdypan-2-kapoanbaerun 320
5-Bpomdypdypon 320, 321
4-bpomxankoH 209
o-bpomxiopoenzon 306, 529
Bpomnuknorekcan 168

Bpomaran 166, 387
[(E)-2-Bpomatenmin]6enson 157, 379
[(Z)-2-bpomarenun]oenzon 157
byzepa—Jlambepma—bepa 3akon 70
bynsena xonba 14

Byrannmuon-1,4 170

H-Bytunamun 210

Bytmnanerar 139, 141, 360
emop-bytunanerar 141
mpem-Bytunanerar 225, 452
4-n-Bytunaneropenon 283
mpem-bytunbenzon 266, 290, 514
n-Byrunopomun 174,245,251
H-Bytunossiii cupr - 139, 175, 180
mpem-bytunosslii ciupt 164, 225, 290, 346
mpem-bytunxnopun 164,293
n-Byrwmarunossiid apup 174, 393
2-Byrupundypan 330, 336
bytupodenon 283

bioxnepa Boponka 18

n-Banepuanosas xucnora 251, 475
BenuunHa yiensHOro onTHYecKoro BpameHus 54
Bosronka npu arMochepHOM TaBIeHAH
U B Bakyyme 44
Bopounka broxuepa 18
— nenwrtenbHas 18
— st pwisTpoBaHus 18
— KarnenpHas 18
— KarienbHasi ¢ ooBogoM 18
—lomma 18

I'ekcanmmoBas kucinora 220, 446

T'enmuantun 308

Tuppasunruapar 294, 323, 326, 344

I'nppasun ceprokucneit 317

T'mppokopuunas kucinora 222, 449
n-I'mnpoxcnaneranmwmuy 150, 373
T'mppokcnnamue runpoxsiopun 196, 332
2-T'mnpoxcu-5-metnaneroperHon 283, 506
1-(2-I'mppoxcu-5-merungenmn)stanon 283, 506
2-T'uppokcu-1-Hadranpaernn 288, 511
2-T'uppokcuHadroiinblii anpaernn 288, 511
N-(4-T'mnpokcucenmn)aneramuy 150, 373
2-T'mnpoxcu-3-denunnponanosas kuciora 341
3-T'uapoxcu-3-enmnmnponanopas kucinora 341
T'mppoxunon 145

T'mppoxunonauanerar 145, 366

I'mnmyposast kucinora 148, 371

Imunepun 310

T 146, 148

o-D-I'imokoza 144

I'punbsipa peakTussl, oayuenue 239

Jle3sxpanupoBanue B criekrpockoruu SIMP - 87
Juacrepeoronus B cekrpockonuu SIMP 105
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Jubensanparieron 207, 435
Jubensunmunenaneron 207, 435
Jubensmikeron 191,213,413
Jubenzomn 189, 213, 316, 411
Hubenzomnmeran 193,234, 416
9,10-ubpomantpaunen 274, 497
1,4-Jlnbpomben3on 265
n-Jlubpombenszon 265
2,3-lubpom-1,3-mudenmn-1-nponanon 159, 382
(1,2-Anbpom-2-dpermmTin)oenson 160
Jubpomuy Gensanbaneropenona 193
Jubpomun OersunmaeHaneropeHona 159, 382
JubpomkopuyHas kuciora 156, 157, 377
meso-JIubpomctuibben 160
Jubpomctupon 158, 159, 380
2,3-JTubpom-3-(ermmpornanosas kuciora 156, 377
1,2-Tubpom-1-penumsran 158, 159, 380
Jnbpom-n-xnopkopudHas kucinora 157, 378
2,3-{n6poM-3-(4-x110pheHIIT)IPOTIaHOBAs
kucinora 157, 378
mpanc-1,2-JlTubpomumkiorekcad 155, 376
1,2-lu6pomaran 179
2,6-An-mpem-0ytunanrpanen 293
Ju-n-6ytunossii oapup 174, 394
Jurunpar tpueHImIKapOITOKCHMETHI(POCHOHNMI-
xyopuga 236
2,3-Turuapo-1,4-6enzoquokcun 178, 398
1,3-Turunpo-2H-unnon-2-ou 327
(R,S)- 2,2"-Nurunpoxcu-1,1'-6unadrun
(BINOL) 337, 550
1-(2,4-qurnnpoxcudenmn)sranon 286, 509
Jumzoammnosstii apup 177, 397
Jnmsonentmwnossiid apup 177, 397
4,4"-Tunonbudennn 278
4,4'-Nunon-1,1"-6udpennn 278
1,4-Tunondyran 170, 388
1,4-Tunon-2,5-mumerunoenson 275, 499
2,5-Aumon-n-xeunon 275, 499
Junonmesutunen 276, 500
2,4-JTunon-1,3,5-rpumernnodenson 276, 500
2,7-Annon-9H-dmyopenon-9 278
2,7-Nunondmyopenon 278
B-/luMeTHIaMUHOIPONHO(EHOH
costHOKMCbI 211, 439
4-(4-InmetrnaMuHOpEHMIT)-a300eH30CyIb(hOHAT
Harpus 308
3-JlnmeTiinaMuHO- | -peHumponanoH- 1 -
rugpoxiopun 211, 439
N,N-Jumernnanunun 225,270, 279
2,5-JInMeTHIOeH30ICYIb(OKHUCIIOTA,
nuruapar - 281, 504
3,3-IumernnOyranon-2 190, 412
1,6-Anmernn-3,4-nuruaponuppono| 1,2-al-
nupasud 335, 336
2,3-umermmmngon 311, 531
N,N-JIumerun-4-HuTpo3oaHuwand 279
N,N-/IuMeTnn-4-HuTpo30aHIINHA
rugpoxiopun 279

3,5-Anmermmupaszon 316
1,6-Mumerrmmuppono[ 1,2-aJmmpasur - 335, 336
Jumermncynbdar 168, 172,177, 184
MEpbI IPEJOCTOPOKHOCTU
npu pabore 7
Jumerundenmnkapounon 245, 470
Jumernndopmamuy 322
JumerwmaTuikapounon 243, 467
Jlumpoma XonoguinbHUK 16
1,3-qunurpobenzon 263, 485
m-Jlnantpobenson 263, 485
4,4'- TuantponudeHwoBslii opup 294
2,4-luaurpopenmnruapasud 198,294, 518
1-(2,4-TuauTpodenmm)ruapasun 198, 294, 518
2,4-TMHATPO(GEHMITUAPA30H IUKIIOTeKCAaHOHA
198, 423
N-2,4-Juaurpodenmwmmumepunua 297, 520
1-(2,4-Juantpodenmwn)mumepunua 297, 520
2,4-luaurpodpenon 296, 519
2,4-Tuaurpoxnopbenzon 294
1,4-inoxcan 178, 215, 267, 270
Juokcanauopomun 267
1,3-Iuokcacnmpo[4,5]nexan 195, 419
2,4-JTuokcuanerodperon 286, 509
1,3-Tudenunaneron 191,213,413
(2)-1,2-Tudpennnmuazen-1-oxeuy 297
4,5-Tudenmmmunazon 316
Hupenunkapounon 205, 240, 292, 464
Hupennnmeran 291, 515
Jupenunmeranon 205, 240, 292, 464
(1EAE)-1,5-Mudennn-14-nenrammen-3-o0 207, 435
1,3-qudpenun-1,3-nponanaunon 193, 234,416
(2E)-1,3-Mudenmn-2-nponen-1-on 208, 436
1,2-Tudenunmsranon 155, 241, 465
(E)-1,2-Mudpenmwmrinen 155, 375
o-Juxnopbenzon 289
1,1-Tuxnop-2-¢penmmminonponad 160, 383
1-(3,4-Juxnoppenmn)sranon 340
2,2-Tuxnop-1-penmmranon 340
1-(2,4-Juxnoppenmn)sranon 340
Jwytunamunar 229
Jwytunamua 183, 201, 202
JIMSTHIIaMIHOMETWISTIVIOBEIH 3¢up 202, 429
N,N-Jlymotunanmna - 182, 403
Justunoensunamun 183, 404
Juatin-2-0enswnaecaManonar 228, 456
Justnin-2-06enzunmanonar 227, 455
Jwotunrekcanamoar 225,229, 453
Jmytunmanonar 227, 228, 341
JIM3THIIOBEIN 2(pUp aTUIHHOBON KUCIOTHL 225,
229, 453
JIuaTHIIOBBIHA 2pUp OCH3MINICHMAIOHOBOH
kucinotsl 228, 456
JlusTHIOBBIHA 2¢Up OCH3MIMAIOHOBON
kuciorsl 227, 455
JlusTrnoBblii a¢up sHTapHOU Kucnoter 142, 363
Jwotinokcanar 231
Jwotuncykiunar 142, 362
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Junotnn-2-dpenmnmanonar 231
Juotundocpur 181, 401, 402
Juotundocponar 181, 401, 402

Hzarun 326
W3zarun-3-runpason 327, 543
M3oamunanerar 141
W3zoamunopomun 167
M3oamunossiii ciupt 146, 177
V30amuItoBbIi 3P CaTUIHIOBOMH
KHUCIoTh, 146, 367
W3o6ytunopomun 167
W3o0ytrmmonuy 170
W300yTmnosslii cimpt 186
2-N3o0ytupundypan 330
M3omacnsueiii anpreruy 186, 409
M3onnkornHOBas kucnora 324
1-(M3onentmnoken)-3-metiwnoyran 177, 397
Wsonponennnbenson 246, 471
Wzonpormnbenzon 290, 513
1-M3onponuin-3,4-quruaponuppono[ 1,2-al-
nupasuH 336
W3zonponumnoselit ciupt 162
Wzonpormnxnopun 162, 385
Wnapon 322
1H-Nunon-2,3-nvoH, 3-rugpason 326, 543
Wnaponuaon-2 327
1H-Nunon-3-kapbansaerun 322, 541
2-Nonbesoitnas kucimora 304,527
3-Nonbensoiinas kuciora 274, 498
o-Honben3oitnas kucnora 304,527
m-Nonbensoitnas kucinora 274, 498
Wonbenszon 303,526
4-Uon-1,1"-6upenun 277, 501
4-Uonbudennn 277, 501
1-Uonbyran 170
2-Uonbyran 170
2-Noarekcan 170
WNonmesntunen 276
Honmeran 168, 240, 246
Honodopm 214
1-Uomnentan 170
3-Honnenran 170
2-Uon-1,3,5-tpumerunbenson 276
HonykcycHas kucnora 171, 389
5-Nondypan-2-kapoanbaerun 321
S5-Uondypdyporn 321

Kamm enxoe, ocymurens 31

Kammit yrnexucnsiii, ocymmurens 31
Kamus runpokenn, ocymmurens 31

— kapOoHar, ocymmrenb 31

Kansuws xnopun, ocynmrens 31
Kanpodenon 283
2-KapO3TOKCHUIIMKIIONIEHTaHOH 229, 458
Kapnnyca—Konpos xpusast 102

KBanToBo€ 4nciio MaruutHoe 75
——cnuHoBoe 75

Kiaccudukanus ciHOBBIX cucteM 102
Kitactep MonexynspHbli,

B Macc-CreKTpoMerpun 61
Knaysuyca—Knaneiipona ypasHenue 38
Knaiizena xonba 15
—Hacagka 19
Konba Bynzena 14
—Bropya 15
— Knatisena 15
— KOHM4YecKkas 14
— KpyIIoJoHHas 14
—mMmepHast 20
— @asopckozo 15
— Opnenmetiepa 14
KonebaHust MONeKylI BalleHTHbIE 66
—— neopMaiioOHHBIE 66
KoHcTaHTa CIIMH-CITHHOBOTO B3aHMOJCHCTBIS

B criekTpockornu SIMP 97
— 9KpaHUpOBaHUs B criekrpockoruu SIMP 84
Kopuynas xkucnora 156, 216, 223, 340, 443
—— BOCCTaHOBJIEHHE 223
Kpacurens napakpacueiit = 309
n-Kpeson 177
n-Kpesona metwiosstii agpup 176, 396
Kpucraumsamus 33
n-Kenwnon 275, 282
n-Kcunoncymsdokucnora, quruapar 281, 504

JlaGopaTopHbIi xKypHa, BeneHne 355, 357

JIubuxa XonoqWIbHUK 16

JIntuitamroMuHUATUAPHL, MEPHI ITPELOCTOPOKHOCTH
npu padore 10

MarHuii cepHOKUCIBIH, ocymuTens 31

Marnus cynbgar, ocymurens 31

MarnonoBas kucinora 218

MaonoBslif a¢up 227, 228

Manomertp, paBiiIa 6e3omacHoOCTH IpH padote 43

—pryTHBIH 21

Macc-cniekrpomerpus 56

Mesutunen 277

Metunamun 199

Merwui- 2-amuH0-4,5,6,7-TeTparuapo-1-
Oenzoruoden-3-kapookcunar 318, 537

2-Metun-5-anerundypan 327, 330, 336

4-Merunauerodperon 283

2-Merunbensumugazon 315, 535

Metunbenszoar 253

2-(4-Metunbenzonn)oen3oiinas kucinora 287, 510

2-Merunbensokcazon 314,533

4-Metun6enzoncynbhokuciora, ruapar 281, 503

2-Metunbyranon-2 243,467

3-MertunOytuicamumnar 146, 367

3-Merunrekcanon-3 244, 468
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4-[1-Merun-1-(4-runpoxcuderrm)atimi|oerson 205, 432
1-Merun-3,4-nurunpormppono| 1,2-a]rmpazun 335, 336

MertwmzonukoruHar 324, 325
Metwmonun 168, 240, 246, 248
Mertun-4-merundennnosrii apup 176, 396
1-Metun-4-merokcubenzon 176, 396
Mertun-3-auTpobensoar 254
Mertunosslit opankeBblit 308
4-Metmnmmupuaus - 324
1-Metunnuppono[1,2-a]nupasun 335, 336
2-Merunmponanans 186, 409
2-Metun-5-npormonundgypan 330, 336
o-Metunctupon 246, 471
Metundenmikapounon 204, 240, 431
Mertundenmwrossii apup 172, 390
Metun-f-penmmrnkeron 194, 417
2-Merundypan 323, 542
Merunuuanoanerar 318
1-Merwmmknorekcen-1 248, 473
MetumTunbytrnkapounon 245
6-Metui-1-311n-3,4-aurugponupponol( 1,2-al-
nupasuH - 336
6-Metun-1-stunnupponol 1,2-ajmupasun - 336
MertumTunnpornmikapounon 244, 468
Metumundenmikapobuson 245, 469
1-(5-Metun-2-¢ypun)sranon 327
Merto[ 3IEKTPOHHOIO Yapa B Macc-
CIEKTPOMETpUU 58
Mertozb! aHanM3a (HU3UKO-XUMHUYECKHEe 55
MeTtoasl MOHHM3ALMHU B MACC-CIIEKTPOMETPUH 58
—MALDI 60
n-MetokcuaHuiiH 345
n-Metokcuaneroperon 215, 282, 505
n-Mertokcubensansueruy 218, 345
n-Metokcubensamun 345
4-MetokcuOeH3mIOBBI ciupt 345
4-Metokcuben3oiinas kucinora 215, 345, 442
n-Metokcuben3oiinas kucinora 215, 345, 442
n-MeTokcnOeH30HUTpIT 345
1-Metokcu-4-6pombenson 267, 489
n-MetokcukopuyHas kucinora 218
4-Metokcu-2-HUTpOaHWIMH 255, 478
4-Metokcu-2-HUTpoaneTaHmmy 256
(2E)-3-(4-MetokcueHm)-2-IporeHoBast
kucnora 218
1-(4-Metokcudenmn)sranon 282, 505
4-Metokcuxankon 209
Memanka MaruutHass 21
— MexaHudeckas 21
MuxpoBonHoBas akruBanust (MW) 295, 326
Mopdoma 200
1-Mopdomuuonuknorekcen-1 200, 426
1-Mopdomuuonuknonenten-1 - 200, 209
MybTUIIIETHOCTb CUTHAJIOB B CIIEKTPOCKOIIMU
SMP 94
Mypasbunas kuciiora 141, 184,313

Hacanxa Bropya 19

—luna—Cmapka 19

— Knaiizena 19

Harp exnkwuii, ocymurens 31

Harpwii, MepbI IPEI0CTOPOKHOCTH TIpH paboTe
— CepPHOKHCIIBIN, ocymmTens 31

Harpus runpokena, ocymmrens 31

— cynbar, ocymmrens 31

Hadron-2 309, 337, 338

B-Hadpron 288,303

Heonentunopomun 168

Heonentunosslit ciupt 168

Hukenb Penes 222,300

Hunrunpun 348

o-Hutpoanmmua 300

n-Hutpoanwmuu 149, 308, 309
5-HutpoanTpanuinosas kuciora 259, 480
9-Hurpoantpanen 260, 481
o-Hurpoaneranwmun 257
n-Hutpoaneranmwmya 256
S-HutpoanerantpaHuioBas kuciora 259
3-Hutpobenzanpuerun 264, 486
3-Hutpoben3oiinas kuciora 253,299, 477
m-Hurpobensoiinas kucnora 253,299, 477
n-HutpobOen3oiinas kuciora 299
Hurpobenzon 262,263, 271,298,310, 484
n-Hurpobensonazonadron-2 309
3-Hurpobpombenzon 271, 494
n-Hurpozogumermnanmwme 279
n-Hutpozogpenon 280, 502
4-Hurpozogpenon 280, 502
1-Hurposzo-4-xnopbenzon 298
n-Hurpononbenzon 295, 308
4-Hurpouonbenzon 308
[(1E)-2-Hurpo-1-nponennn]6ernson 210, 438
N-(2-Hurpodenun)aneramun 257
N-(4-Hurpodenun)aneramun 256
2-Hurpo-1-dermwmponen 210, 438
2-Hurpodenon 261, 482

4-Hutpodenon 261,483

n-Hutpodenon 262,295
5-Hutpodypan-2-kapbansaeruy 318, 538
S-Hurpodyppypon 318, 538
S-Hurpodypdyponguanerar 319
n-Hurpoxiopbenzon 296

Hurposran 210

Homorpamma naBnenne—remneparypa 39

Osepxayszepa 3pdexr 115
7-Okcabuimkio[4.1.0lrentan 161, 384
(E)-Oxcum Genszanpaeruna 196,419
(Z2)-Oxcum Oenzanpaeruna 197, 421
Oxcum Oenzopenona 302

OxcuM 4-MeToKcHOeH3ambIeTHaAa 345
Oxcum pypdypona 301, 332, 548

OxcuM nukiorekcaHona 197, 422
Oxcungon 327
2-Okco-3-(peHmnponaHoBas Kucinora 341
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Oxrmnanerar 141

Ocymmrenn 31

Opxuzest 146

Oruer o pabote, cocraBnenue 135

Mamnanuesas yepasp 335

IMapadopm 202,211

Iapaneramon 150, 373

Iackana TpeyronsHuk 97

1,2,3,4,6-ITenta-O-auetnin-o-D-riirokonupanosa
144, 365

Ilenraanernn-a-D-nmoko3a 144, 365

IlenranoBas kucnora 251, 475

IlepBast moMoOLIb IPY HECYACTHBIX Citydasx 11

Ieperpynnuposka @Ppuca 283

IIunakommu 190, 412

IIunakona rexcarugpar 191

IMunepumuua 218, 228

ITunerka 20

Iupuaun 218

ITupokarexun 179

TIupocnuseas kuciora 219, 224, 330, 445

IMuppomno[1,2-a]mupasunsr 334

Tlomudocdopnast kucnora 312, 343

Tonspumerpus 54

IMocyna nmaboparopuast 13

—MepHast 21

— ¢apdoposast 20

Ioram, ocymmrens 31

TIpubop ist mpoBeNCHKS BO3TOHKK 45

———neperonku 41

— —— IIEPETOHKU B Bakyyme 43

— —— IIEPETOHKU C BOASHBIM napom 47, 48

— — — peakIuy B HHEepTHOIT atMocdepe 27

———cuHre3a 22,26

—— ¢unsTpoBanus 36

IIpuemnuk 14

IIponanans 185, 408

Ipormunbpomuyn 244

1-IIpommwt-3,4-murunpormppono| 1,2-ammpasus 336

2,2-ITpormmnen6uc(4-pennn-1-om) 205, 432

n-IIponmnosslit ciupr 186

1-IIpormmmuppornol[ 1,2-a]mupasun 336

Tpormmxnopun 290

2-IIpormonundypan 330, 336

IIponnonossii ansuernx 185, 408

Ipommodenon 283

PactBoputenu B criekrpockonuu IMP 122

— JUI DKCTpakuu - 29

— JIETKOBOCILJIAMEHSIOLIMECS, TIPABUIIA TEXHUKU
OesomacHocTH 9

Peaxims Mannuxa 211, 439

— Vnomana 294

Pezopuun 286

Pexruduxanust 40

Penakcanus cnvH-pelerounas 78
— crnuH-crimHOBasg 80

PTyTBH, MEpHI IPEOCTOPOKHOCTU IIpH padoTe &

CamuipioBasi kuciora 143, 146
CamuuioBeli anpaeruy 341

CnBur 6aToxpoMHBIH 72

— FMICOXPOMHBINA 72

CunbBan 323, 328, 330, 542
Coxcnema kcTpakrop 32

Cnexrp UK 67

— MOHOpE30HaHCca B criekTpockormu SIMP 13C
-Yo 71

Cnexrpomerp SIMP ummynbcHbiit 81
— — C HenpepbIBHOM pasBepTkoit 80

114

Cnexrpockomnust nHppakpacHas (UK) 66

— B Y@ u BuanMoii obmactu 68
— JNIEKTpOHHas 68

—SIMP 75
——H 84
——5C 112

— — IPUTOTOBNICHHE oOpasma 129

CHuH-CIIMHOBOE B3aNMOJeiicTBIE
B criekTpockornu SIMP 93

Craxkat 1abopatopHeni 14

CrekIi0, Mephl MPEJOCTOPOXKHOCTH 1pu padore 11

mpanc-Crunpben 155, 160, 375
Crupon 158, 161
Cynbanmnosas kucinora 270, 308

Tapenka treopernueckas 40
Temneparypa kunenus 39
—IuiaBiaeHust 53
Tepmomerp 20
Terparunpodpypan 171

N,N,N,N-Terpamernnmerananamus 201

TerpadeHUILMKIIONEHTaAUCHOH 212

1,2,4,5-Terpadenmmnenrananon-1,5 213, 440

N,N,N,N-Terpastunmerananamun 201,
2-Tuenunaneaerun 322

428

1-(2-Tuenmn)nuppono[ 1,2-ajmupasun 336

2-Tuenun-2-gpypunkeron 331
1-(2-Tuennn)stanon 329, 545
Tuopen 320,322,329, 332
2-Tuodenkapbanpaeruy 322
n-Tomunanerar 284
o-Tonynaun 149
n-Tomynmua 149, 306

2-(n-Tomywmmn)oen3oitnas kucnora 287, 510

Tomyon 220, 287
n-Tomyoncynsgoxuciaora 200
n-Toiyoscynb(pOKUCIOTa, MOHOTHAPAT
Tpedoms 146

2,4,6-Tpubpomanmwmn 270, 493
Tpubyrundopar 180, 400
Tpunonmeran 214

281, 504
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1,3,5-Tpumernnrekcaruapo-1,3,5-rpuazun
203, 430
1,3,5-Tpumernn-1,3,5-rpuasunan 203, 430
Tputunxnopun 164
Tpudenmnkapbunon 165, 247,
TpudennnkapooTokcumermienpocdopan 238
TpudennnkapbaroxcumeTmindochonms
xyopu quruapar 238
Tpudenmnmeran 292,516
Tpudpenunmeranon 247, 338,472
Tpudenmndochun 168, 237
Tpudenmnxnopmeran 164, 179
Tpustunamun 181
TpusTUNOEH3MIAMMOHHUS XJIOPUL
TpyOka xnopkansuuesast 19
TOBAX 159,161,181

159, 161, 181

Yxeycnas kucnora 138, 228, 230, 260, 315,316
Vikcycublit anruapug 140, 143, 144, 145, 149, 150,

216, 255, 259, 284, 314, 318, 328, 347
VYpasuenue Kuaysuyca—Knaneiipona 38
Yporporun 316

@Dasopckozo konda 15

Oenamunbpomun 215,317, 441

®eneron 172, 391

N-®enunaneramun 149, 372

2-Oenmnaneramuy 226, 454
DenunaneToHuTpun - 348
2-Oenmnbensumuaazon 313

Oenmnbenzoar 142, 363
1-®ennn-1,3-0yranauon 233, 460
2-OenmnOyranon-2 245, 469
4-OenmnOyranon-2 194,417
(3E)-4-®enun-3-0yren-2-on 206, 433
Oenunruapasus - 312

DeHmruapa3iH CONTHOKUCbI 311
ODennnrunpaso aneropexHona 312
2-®enmi-1,3-muokconan 195,418
o-Oenmrenmamud - 300, 313, 315, 523
4(5)-Denmmumunazon 317, 536

2-Oenwmagon 312, 532

DeHnIMaNOHOBOM KHUCIIOTHI IUATIIOBEI a¢up 231
Dennnmverannmun - 198, 424
N-[(E)-®enmnmernnen|anmwma 199, 425
1-®enmmmupponol[ 1,2-a]mupasun 336
3-OennnnponanoBas kucinora 222, 341, 343, 449
2-@enmmponanon-2 245, 470
(E)-3-®enmnnpornien-2-on-1 341
(2E)-3-®enun-2-nporneHosas kucnora 216, 443
mpanc-3-Dennnmponenoas kucinora 340
DennnykeycHas kucinora 191, 340
DeHmITyKCYCHOM KUCIIoTh! amun 226, 454
N-®ennn-N-[(E)-dpennnvermnen]avun 199, 425
ODennn-2-pypunkeron 336
1-®enmmukinorekcen-1 249, 474

1-®enmmranamud (1o Jleiikapmy) 184, 407
1-®ennn-1,2-3ranguon 341
1-®enmmranon 204, 240, 431
o-OenmmytunamuH (110 Jletikapmy)
OennmTunossnii apup 173, 391
2-Oenokcunupuand - 326
®denoxcuykcycHas kuciora 172, 340, 392
Denon 142, 172, 173, 205, 261, 280, 326
Oeppouen 284
paszeneHue cMecH (epporneHa u
anermidepponena 152
OunerpoBanue 35
Onyopen 192
Onyopenon 192, 278, 415
®opmamua 201, 203, 213
dopmamun 317
3-Qopmunuagon 322
DoTonoHM3aLMs B MACC-CIIEKTpOMETpUU 59
®ranesblii anruapuy 287
2-Oypanpaernna okcum 332, 548
®ypan 330
2-®ypankapbonoBast kucinora 219, 445
3-(2-®ypun)axpuinosas kucinora 217
(3E)-4-(2-®ypui)-3-6yren-2-on 207, 434
1-(2-®ypunm)nponanon-1 242, 466
(2E)-3-(2-®ypui)-2-npomneHoBast kuciaora 217
2-®Oypun(2-tuennn)meranon 331
2-Oypun(penmwn)meranon 330, 547
2-Oypdypummnenaneron 207, 434
Dypdypon 207, 217, 219, 242,318, 320, 323,
332

184, 407

Xamkon 159,208, 436
Xumunueckuii cisur B ciekrpockonuu SIMP - 84
tabmuma, IMP 'H 353
tabmuna, IMP 3C 354
Xunomuu 310, 530
XJopaHrHIpU MTUPOCIN3eBoi kuciotel 331, 332
o-XnopanunuH 149, 307
Xnopaueramuy 148, 370
n-Xnopbensanpaerun 218, 342
2-Xnopben3oiiHas k-ra 340
3-Xnopbensoiinas k-ra 340
4-Xnop6enzoitnas k-ra 340
2-Xnop6pombenzon 306, 529
o-Xnopopombenson 306, 529
Mm-Xnopopombenszon 307
[Xnop(mudenmn)merin)6enzon 164
n-XJnopkopuyHas kuciora 157, 218, 444
2-Xnop-2-metunnponad 164
n-XnopHutpobenzon 288
n-XnopHUTpOo300eH301 288
2-Xnopnponan 162, 385
XnopykeycHas kuciora 138, 171, 173
(2E)-3-(4-Xnopdenun)-2-nporeHonast
kucinora 218,444
1-(2-Xnopdenmn)aranon 340
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1-(3-Xnopdenmn)sranon 340
1-(4-Xnopdernmn)sranon 340
2-Xnop-1-penumsranon 340
2-Xnop-1-(4-xnopdenmn)sranon 340
Xnoprukinorekcan 163, 386
XonopunsHuk Jumpoma 17

— Humpoma—J/lubuxa 17

—Jlubuxa 17

— obparHblii 16

—mpsamoit 16

— IapuKoBbIA 17

Xpomarorpadust ra3o-kuakoctHas S50
— KOJIOHOuHast 48

— TOHKOCJIOMHast 51

Xpomodop 72

IIBer momoaHUTEIbHBIN 74

— CHEKTpalbHbIl 74

2-llnano¢pypan 333, 549

Hukmnorekcan 231

Iuknorekcanon 154, 187, 188

ukmnorekcanon 187, 195, 197, 198, 200, 220,
248,249,318, 410

I{uknorekcaHoHa sTHiIeHKeTanb 195,419

Huknorekcen 153, 155, 161,292, 374

1-Iuknorekcen- 1-unbenson 249, 474

4-(1-uxnorekcen-1-wi)moppomun 200, 426

uknorekcenokcun 161, 384

uknorekcumbenson 292, 517

uxnorekcunoslid coupt 163

Huxnorekcwixnopun 163, 386

Huxmon 212

Huknonenranon 200, 250

4-(1-Uuknonenten-1-wn)mopdomun 200, 427

Humuanp mepubiidi - 20

L-LlucTenH ruapoxaopun MoHOTUapar 348

Yacrots! nornomenus B UK-ciexkrpax 351

g 13
LlnmudposanHoe coequuenne 13
Lllomma Boponka 18

IKpaHUpOBaHUE B crieKTpockoruu SIMP 87
Okcukarop 37

Oxkcrpakrop Coxcrema 32
Okcrpaknust 28
— TBEPJIbIX 00BEKTOB 32
1,2-Dnokcunukiiorekcan 161, 384
Opnenmetiepa xonba 14
Orunanerar 138, 157, 228, 230, 233, 359
4-Orunaneropenon 283
Otun-2-6en3un-3-okcodyranoar 235, 462
Orunbensoar 224,234,247, 451
Orunbpomun 166, 182,242, 243,245, 387
OTHiruuuHAaT, ruapoxiaopuy 146, 368
1-3tun-3,4-quruaponuppono| 1,2-a]-mupazua - 336
OruieHaneranb OeHzanbaernaa 195, 418
Orunenmkos 178, 195
OrwieHnuamud 334
DTHiIeHKeTab IUKIOrekcanona 195,419
Orummonun 173, 325
1-DTunkapOOMETOKCHITUPUANHUS Homuy 325
Orunosslii 2¢up mmnuHa, Xaopruapar 146, 368
—— KopuuHOH kucnorsl 230, 236, 238, 459, 463
—— IMPOCIU3€EBOIl Kucnorsl 224, 450
— — (heHMITYKCYCHOM KHCTOTEl 231
— — (heHUIIIIaBEIeBOYKCYCHOH KHUCIIOTEL,
nekapOOHIIUpoBaHUe 232
Otun-3-okcobyranoar 228, 457
OTHn-2-0KCONUKIONeHTaHKapOokeunar 229, 458
1-Srunmmuppono[1,2-a]mupasun 336
OruntpudeHuMeTIoBsi opup 179, 399
Oruwn(rpudpenmndochopanmnunen)anerar 238
Otun-(2E)-3-denmn-2-nponenoar 230, 236, 238,
459, 463
Otundopmuar 141, 361
Orwi-o-pypuikapounon 242, 466
Otun-2-dypoar 224, 450
Orwnxnopanerar 137, 148,237, 358
4-OrokcnaneropeHon 283
[Droken(audenmwt)mermn]oenson 179, 399
N-(Oroxcumerun)-N-otmmdranamun - 202, 429
Oddexr Osepxayzepa 115
D¢ dexTbl AMHAMUYECKHE B CIEKTPOCKOITHA
SMP 123

S17B1, MepBI IPEOCTOPOXKHOCTH IIpH pabote 7
SnTapHas kucnora 142
STHTApHOM KHCIIOTHI IUATHIOBEINA dup 142, 362
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