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HCCJIIEJOBAHHE B OBJIACTH XHMHH NMPOU3BOJAHbBIX
KAPBA30JIA

30. AJIKAHOJIKAPBA30JIbl H HEKOTOPBLIE HX MPOH3BOJA HbIE
H. TI. J)KEPEBLIOB, B. I1. TOITATMHCKHH

{IlpepcraBnena 1ayUHBIM CEMHHAPOM XHMHKO-TEXHOJOrHYECKOTO
dakynbrera)

Panee Owisio nokasano [1—6], uro HekoTopble 9-3TaHONKAPGa30JbL
W UX [POHM3BOJHbIE MOTYT OBITb NPHUMEHEHBLI AJIf CHHTe3a 9-BHHHJDbHBIX [IPO-
n3BOAHLIX Kapbasodsa. IIpencrassasio uHTEpec NOJYYHTb HOBLIE 3TAHOJAKap-
6a30JIbI ¥ HX INIPOH3BOAHbIC, YTO SIBHJIOCH LeJbl0 AaHHOU pabotet. Kpome:
TOro, B 3ajlauy Haired paboOThl BXOAMJO YTOUHEHHE METOJHMK CHHTE3a HeKO-
TOPBIX MPOH3BOAHLIX 3TOro psla, NpHBedeHHbIX paHee [4]. Hanauune npo-
croro u 3¢dekruBHoro crnocoba cunteda 9-(B-okcu)aruakapbasona jgenaer
3TOT NPOAYKT AOCTYNHBIM U MO3BOJAET NEPElTH OT HEro K APYrHM INPOU3-
BOAHBLIM, Hanpumep, K 9-(B-xJ0p)3THiakap0ba3oay, NOJYUEHHOMY BIIEepPBbi€-
JeHCTBHEM XJODP3THJIOBOrO 3GHpa [apaToJayosacyibpOKHCJAOTH Ha kKapba-
zon [1] u ucnonb3oBaHHOMY 1Js mosydenuss 9-punuaxap6asona [1] u du-
3HOJIOTHYECKH AKTHBHHIX BellecTB [7].

ITOT Ke NyTh MOXKeT GHTh HCMOJb30BaH Aias nodydenus C-3amellleH--
HbIX Kap6as3osa ¢ XJOpP3TUJAbHOH TPYNINHPOBKOH B 9 IOJOXEHHMH, CHHTE3
KOTOPLIX JApPyruM cnocoboM nouemy-jaudo Heypoben. Tax, Hanpumep, npH:
cuHTe3e 3-HUTPO-9- (B-XJ0p)3TUAKapOa3071a MOXKHO HCXOLHTh M3 3-HUTPO-
Kap6a3oJa, N0JyYaeMoro OObYHO TPEXCTaAHHHBIM CHHTE30M, a TaKkKe HHT-
poBaTb 9-(f-xsop)-aTuakap6azol, yro npoue. 9-(p-xyaop)sTuakapbas’on no-
JyueH HaMH [eHCTBHeM XJOPHCTOTO THOHHJA Ha 9-(B-OKcH)3THIKAapH230.1
¢ BeixozoM 40%, T. e. ¢ TakKHUM Xe. KAK M IIpH CHHTe3e 1o Meroay [1]. Ou
OBLJI TIPOHUTPOBAH A30THOH KHCJOTCH B JeAdHOH YKCYCHOH KHCJOTe, a 1oJay-
YeHHOe HHTPOCOeAHHEeHHe NpPEeBpalleHo B 3-HUTPO-9-BHHHAKApOa30/ C BHIXO-
IoM 599% ot Teoperndeckoro. Jtot cnocob OvII NpoBeleH U Ha Apyrux 9-sra-
HosiKkap6a3oJax, B YaCTHOCTH Ha 3,6-auxsop-9- (p-oxcH)stunxkapbasone. On-
HOBPEMEHHO GbIJIO H3YYEeHO BAUsHHE NPOLONKHUTENbHOCTH KUOAUCHUA 1 KOJH-
yecTBa PACTBOpPHTENs1 HA BHIX0o# 3,6-Hxz0p-9- (B-xn0p)aTuakapbas3ona npi
MOJYUEHHH €Tr0 MO paHee ONMUCAHHOMY HaMH crnocoly [6] aefictBHeM IATH-
xsopucroro docdopa. Ilpn 3ToM yCTaHOBJEHO, YTO XOPOIIHEe BLIXOAbL MOEYT
ObITL JOCTHTHYTBHI NPH NPOLOJIKHTEJIbEOCTH KHIAYEHHs | 4ac H KoJHYecTse
pactBopHTess, paBHoM 7,5 mz ua 1 e 3,6-nuxsaop-9- (B-oxcr)atuaxapbasona.

Ilpu npopeneHnH peaKUHH OKHCH 3THJeHA ¢ 3-HHTpoKapbasosoM B wie-
JIOUHOM alleToHe OBIJIO 32aMeuyeHO, YTO PeakHus HIeT HEeCKOJbKO TpyAHee,
yeM ¢ kKap6asonom [4] u ero raJjoreHsamelleHHbIMH [5], 4TO, BeposTHO,
CBSI3aHO C IOBLILIEHHOR KHCJOTHOCTBIO 3-HHTpoKap6Gasona (pKa=14,10) [8],

198



OLHAKO, H 3J1eChb

MO¥Ker OBITbL

C - YAOBJICTBOPHTEJNbHLIM BLIXOAOM.
Ilna upeHTHOHKALHH HEKOTOPBIX 3TAaHONKAp6as30J0B I0JyUYEHB

IIHKPATLHI, KOTOPble X3aPAKTCPH3IVIOTCH Gousee FJIyﬁOKHM LBeTOM, UeM HCXOA-

Hble Kapba3os H rajgoreskap6asoJibl.

B Taba. 1.

[losyuennsle BelecTBa
(a1 paHee H3BeCTHBIX) H NO pe3yabTaTaM

HaJbHOI0 aHaJu3a.

NOJY4eHO

9-0OKCUITHJIBHOE TIPOM3BOAHOE:

CeeleHHA ¢ NMHKpaTaX HNpHBELEHEI.

HIeHTHOHUHPOBAJHCh 110 TOYKAM IIJIaBJIEHHA
3JeMeHTapHoro 1 QyHKUHO-

- Ta6auna I”
MukpaTH Kap6a30ia H €ro NPOH3BOLHLIX
Kap6asonbHas T. wa.,
cocTaBasioWwas NHKparta Pacrsoputeas o Hser nukpara
Kap6Gason Cnupt 185 Kpacuptit
9- (B-oxcu) aTHiI-Kap6ason Cnonpr 126 TeMHO-KpacHbIf
3-xnopkap6a3on Xaopohopm 142—143 | OpanxeBo-KpacHelil
3-xn0p-9- (B-oxcu) -aTua- YeThpexxaopucTeii 107—
xap6a3on yraepon —107,5 Tenuo-KpacHbiit
3-xa10p-9- (B-xa0p) -31HI- YeThlpexxa0pHCThiH
Kap6a3oa yriaepox 91—92 OpaHnxKeBo-KpacHbIil
3,6-muxaopkapbasosn YeTHpexxa0opHCThIH
yraepon 134—136 | OpanxeBo-KpacHLIil
3,6-nuxsop-9- (B-oxcu) - HeThIpeXxXa0pHCTHI i
. 3THARap6ason yraepox 132—133 | Kopuunepo-xpacibiit

JKcnepuMeHTAJNbHAS YACTh

Hcxo0role marepuanv U peaxTugst

9- (p-oxcu)stuaxap6asos. TTonyuen no panee onncaHHON Metoiuke [4]
u umen 1. ma. 81—82°C.

3,6-1HXJI0p-9- ( B-OKCH ) 5TUNKApOa30J1.
HO# [5] meTomuke u uMen T, mi. 162°C.

Hatuxaopucteiii Gochop — KBanupUKALMH «Y. 1. a.».

UeTbIpeXXAOPHCTBIH YIePOL — KBaAHDHKAUMH «4. . a.»,

XJIODUCTbIH THOHHJT — KBAJHOUKAIHA «X. U.»,

IMupunun, IMoayuancs ouHCTKOH O H3BeCTHOH Meropuke [9] u3 mpe-
‘Haparta KBaJHPHKAUHU «YHCTHIH>.

YKcycHast KHCJTOTa — KBaNHPUKALIH «X. U.>,

ITukpuHOBast KMcIOTAa — KBAAHPUKALUH «X. U.».

A3oTHasi KHCJIOTA — KBaAHOHKAIHE «4. 1. 8.» ¢ IWIOTHOCTBIO = 1,34,

9- (B-xa0p)atunkapbazour.

B xon6y, cHaGXeHHYI0 KaleabHol BOPOHKOH, 0GPATHBIM XOJOAHJbHH-
KOM H MemaJjko#, 3arpyxaerca 30 e 9- (B-oxcu)artuikap6azoaa u 12,6 ma
nupuauga. Ipu remneparype 10°C npu nmepeMelIHBAHHH K3 KaleJbHOH BO-
POHKH NPUAUBAETCS o KanaaM B Tedenne 20 munyt 10,7 ma THOHHAXJIOpHAA.
Ilpu manpHelimeM NMepeMemIMBAHHH COAepKHMOe HarpeBaercsa Ao 60°C u Bbl--
JepzKHBaeTcs NpH 3Toi TeMnepartype 1,5 waca, nocse uero mazeofGpa3Has mac-
ca MOYTH BCS NEPeXOIUT B pacTBOp. [l yaajeHus NHpPUAMHA peaKIIHOHHASs
CMeChb HECKOJIbKO pa3 NPOMEIBaeTcss BOAOH npu nepememruBanud, OQcraTox
pacTBOpPAETCS B aUeTOHe M BBIJIMBAETCH B BOLY. BhlaenuBlIeecd 3eJeHOBA-
TOE€ TBEPJIOEe BELIECTBO TPHIXKABI IKCTPATHPYETCS CBEKHMH NOPUUSAMH GeH-
suHa (1. kuI. 70—190°C) npu kunsiueHnd. HeH3UHOBBI pacTBOp NMPH CTOS-
HHH BblIeJsgeT KpHcTaaawl ¢ T, mia. 114—116°C, [locae nepexpucraJgnunsa-
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'HHI M3 cOHpTa BBIXOA Bewectsa ¢ T. i 125—126°C cocrasaser 12,7 e
(42% ot teoperuueckoro). [lo anreparypubim manubiM, 1. ma. 125—126°C,
131°C [1].

3-HUTPO-9- (p-xy0p)-3Tuakap6azon. K b e 9-(B-xzaop)-atunkapbasoda,
CYCTMeHAHPOBAHHOr0 B 35 M4 VKCYCHOH KHCJOTBI, TPW KOMHATHON TeMnepa-
Type TpUJHBaeTcs TNpPH NnepeMCIIMBAHHH CMecCb H3 2 M4 a30THOH KHCJOTH
H 5 M YKCyCHOH KHcJoThl B TeueHHe 0,5 uaca. IlosyuenHasi enrass macca
nepememinBaercd ewe 0,5 uaca, mocJae yero HarpeBaercs IpH NepeMenIHBa-
wuu po 40°C; nocie mTOAYYACOBOIO TEpeMEIIMBAHUA W OXJAMKIEHHS OT-
duasTpoBbiBaercsa. Ocalok MpoMbiBaeTcs Ha GUJALTPE BOLON IJs ylaJeHHs
KHCIAOT B Bbicymupaercs. [loayuaercss 6,3 e Bemecrsa ¢ 1. ma. 194-—195°C
(92% ot teoperuueckoro). Ilocae ABYXKpaTHOH nepeKpHCTANIH3AUHH M3
TOJYOJIA T. . noBeiwiaercs 10 197—198°C. 3-uurpo-9- (p-xyop)-sTHakapba-
30.1 IpencTaBiseT coOOH NMpU3MaTHYeCKHe KPHCTaAJ bl TeMHO-KeJTOro 1BeTad,
yMEpPEHHO PacTBOPHMBIE B TOJIYOJe, YKCYCHOH KHCJIOTe M ITaHoje. B anero-
He pacTBOPsIeTCsT XOPOILO.

Anaaussl. Halineno 0/03 N 10,25, 9,98 C14H1102N2C1;

. BhiyHcaeHo %: N 10,04.

3-HHTPO-9-BUHUNKAPOA30a. 3 e 3-HUTpO-9-(B-Xs0p)-3THAKApOa301a KH-
‘IATATCA ¢ 0OpaTHLIM XOJOAUJABHHKOM B S0 M4 MeTaHoJa ¢ 8 2 eAKOTro KaJH
B TeyeHHe 3 uacoB. Ilo oXxJaxIeHHH BbIKPHCTa IH30BBIBaeTcss 1,5 2
TeMHO-KeJThIX U (D9Y% ot Teopernueckorc). Ilocsne aByXKpaTHOi Iiepe-
KPHCTAJJIM3alUH U3 MeTaHoJa i Toayoaa T, mia. 111—112°C.

Ananusel. Ha#ineno %: C 70,50; H 4,05; N 11,82, C;4H,0O3No;

solyncseno %: C 70,58: H 4,20; N 11,76.

3-uutpoxkap6aszon. [loayuen no wuaBectHoit Mmeroguke [10] n umen
T. . 211--212°C.

3-auTpo-9- (p-okcu)-sTuakapbazon. K cmecn 10 e 3-uurpoxrapbasouna,
25 ma aueToHa H 2,7 2 mMopowWIKOOOPa3HOro €IKOro Ka/Jdu R00aBJAseTCs INpH
0°C 3 ma oxucu stugaeHa. [lnorHosakpbitass K0a10a BbiAEePKHBAeTCA B Tep-
mocrate 1 uac. 45 muu. npu temreparype 50°C. IIpoaykr peakuuu mocae
OXJIaXXKJIeHHs] BBIIMBAeTCss B BOLY, Cpasy ke BBIIAAaeT XKeJThlil 0Cafok,
KOTOpBIH OT(PHABTPOBLIBAETCS, NPOMBIBAETCSt BOAOH M BhIcyinHpaercs. [loay-
yaercst 10,85 2 xenroro npoaykra ¢ t. na. 151-—154°C. Ou nepexpHucraiu-
30BbIBAETCSl W3 METaHoJaa 10 MpekpaiieHus ob6pasoBaHUs KPACHOM OKpackil
OoT NpHOAaBAEHUS 11eJOYH W aUETOHA, UTO CBHIETEJNLCTBYET 00 OTCYTCTBHH
3-uutpokap6basona. Ilonyuaerca 4,85 e (40% oT TeopeTHueckoro) BelIeCT-
Ba, KPHCTAMJIH3YIOLIErOCsi U3 METAHOMA B BHAEC TOHKHX MEJKHX HIJl JKEJTOro
uBera ¢ T. na. 183,5-—184°C.

Ananusel. Haifineno 9%: C 65,80; H 4,60; N 11,06; OH (no Bepuew)

6,43, 6,85: C14H1203N;
solatcaerHo %: C 65,6; H 4,69; N 10,95; OH 6,65.
3,6-auxaop-9- (B-x70p) 3THIAKApOa30.

1. B xoa6y, cuabxeunyio oOpaTHLIM XOJOJHJLHHKOM ¥ Fa300TBOJIHOH
Tpy6KoH, sarpyxaerca 20 e (0,071 mons) 3,6-auxnop-9-(p-OKcH)-3THIAKAP-
6asona, 150 x4 uernipexxJjopucroro yraepoga u 14,9 e (0,071 mong) natH-
xqopuctoro ¢ocdopa. Comep:kUMoe KUNATHUTCS B TeueHHe yaca Ha BOAAHON
Gaxe. Bolae/siiOlIHIICST XJTOPUCTHIL BOAOPOA TIOIVIOLIAETCS 11eJ0YbI0 B CKJSH-
ke Tumenko. Ilo OKOHYaHHM peaklHH COLEPKHMOe OXJaxKjaaeTcd, OTMbIBa-
ercst BOJOH OT KUCJOT H BBHICYLIMBAeTCs Haj XJOPHUCTHIM KaabuueMm. Pactso-
puTeab yAaJdsieTcst OTrOHKON; mosydaercss ocTatox ¢ T. mia. 127—130°C ¢ Bbl-
xodom 20,66 2 (97%). Ilocne mepekpucTanau3aluy U3 JeASHON YKCYCHOH Ku-
CJIOTHI H UETBIPEXXJOPHCTOTO YIJIEpOia BBHIXOJ BeulecTBa ¢ T. mJa. 132—132,5°C
coctasasier 12,8 2 (60,6% ot TeopetnHueckoro). [lo antepaTypHbIM JaHHBIM,
t. . 132—133°C [6].
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2. B Koafy, cHaBKeHRYI0 MeLIaJKOl, Kane bHONl BOPOHKOH M 06paTHHM
X0J0ANNbHEKOM, 3arpyxaercs 20 ¢ 3,6-anxjop-9-(p-okcu)-atuaxap6asona
B 79 MJ nUpPUAMHA H Npu TeMuepaTtype okoao 10°C u HHTEHCHBHOM Nepeme-
IIMBAHHKH NPUJAHBaeTCs MO Kamiasm 5,12 ma XJAOpPHCTOTO THOHHIA B TeYEHHE
noayyaca. CMech NepeMelINBAaeTcst B TeUeHHe 2-X UYaCOB NPH KOMHATHONM
Temnepatype 1 | wac Ha xumsaniell Boasinoil 6ane, mocJe Yero BHIJIHBAeTCA
B Boay; moJayuaercs 19,17 e Bemecrsa (90% oT TeopeTHyeckoro) ¢ T. M.
106—107°C. Tlocnte nepeKpUCTANNU3ANIHE H3 CIHPT4 M YKCYCHOH KHCJOTHI
seigeasiercss 10,39 2 (53,5% OT TeOpEeTHUECKOro) MeJKHX UM ¢ T. L. 132—
133°C. Touka IJaBJeHHS CMeCH BeleCTB, NMOJYYeHHBHIX Io Mertojam 1 u 2,
He oOHapyXHUBaeT AENPEeCCHH.

[TonyueHnue MUKPaTOB. [THKpaTH NOMY4aJHCh 1O OOBIYHON METo-
auke. Caefyer OTMETHTb, UTO HEKOTOPbie NHKPATLI NIPH HCNOJAb30BAHHN B Ka-
YecTBE PACTBOPHTEA COHPTA MOAVIHThL He ViaeTcs H MO3TOMy Obla BbIOpaH
MeHee TOJAPHbIH PaCcTBOPHTENb — YETBIPEXXJAOPHCTRIL VYIJIepod HJH  XJC-
podopM.

Brisoab

1. TToayueHL ¥ OXapaKTePH30BAHbBI HEKOTOpPEIE 3TaHO/IKap0a3o/n H HX
POU3BOJHEIE.

2. 3aMellleHHeM THAPOKCHJIA Ha XJOP C TOMOLIbIO THOHHUJXJOPHAZ
B IUpHAMHe ToJyudeHbl 9-(p-xjop)-3tHakapbaszon u 3,6-puxaop-9- (p-xgaop)-
sTHAKap6a3on u3 9-(p-okcu)-stHAKap6asona u 3,6-1HxK0P-9- (B-OKCH) -3THI-
xap6a30/1a COOTBETCTBEHHO.

3. Ha npumepe nurposanus 9-(p-xs0p)-aTHAKApHa30a NOKA3aHA BO3-
MOKHOCTb noayuenuss u3 9-(p-xmop)-3THAKapOasosa NPOHU3BOJAHBIX, 3aMe-
wennnix B aApe. Iloayuew 3-HuTpo-9-(p-xmop)-sTHAKapOAa30J, npeBpalleH-
aulil 3aTeM B 3-HHTPO-9-BUHHIAKAPOaA304I.

4, Peakuusi OKCHSTHJIMDOBaHHs, MpHMEHEHHAas paHee X Kapbdasoay
¥ ero raJioreH3aMelLleHHbIM, pacrpocTpaHeHa Ha 3-HMUTPOKap6asoJ, MpHYEM
noJayuen 3-HuTpo-9- (p-oKcH) -3THAKApOa30I.
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