U3BECTUI
TOMCKOI'O OPAEHA OKTSBPbCKOH PEBOJIICLIVU
M OPJIEHA TPYJIOBOI'O KPACHOIO 3HAMEHU
MOJINTEXHUYECKOTO UHCTHUTVYTA mmenn C. M. KHPOBA

Tom 214 1977

HCCJAEOOBAHME B OBJIACTH XHMHH
MPOU3BOIHDBIX KAPBA3GJIA
63, CHHTE3 3-AILETHWJ1 — 6,9-IH3ITHJ KAPBA30JIA

E. E. CHPOTKHHA, B. TI. JIONATUHCKH, P. . JA3S0BA
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3-alleTUANPOU3BO/IHbIE KapHaz3oaa NpecTaB/As0T HHTEPeC KAK IIPOMEXKY-
TOYHBIE NIPOAYKThL AJS TIOJAYYeHHSI BUHUJIOBLIX MOHOMEpOB, (H3MOJOTHYECKH
AKTHBHBIX BEILECTB H psjla JPYTHX LEeHHBIX NPOJAYKTOB, B ¢Bsi3u ¢ 3THM Oblia
paspaboraHa MeTOAHKA CHHTe3a 3-alleTHa-6,9-nustunkapbasona.

Hexomuwiii 6,9-nustunkap6a3on omucad B JuTepatype H OBl MOAyUYEH
BOCCTAHOBJeHHeM 6-aneTHa-9-sTHuaxapdasona no Meroay Kiemencesa, oxHa-
KO NPOAOJKHTENBHOCTh PEaKIUH pU 3TOM cocTaBisia 7 cytok [1]. Onwitot
o BOCCcTaHoBJaeHHo 6-auernia-9-sTuiakap6asona MeTaNJiHIeCKUM HATpHeM B
CIUpPTe NPHBEJH K HU3KUM BbIX0oAaM (He Gonaee 5% ) 6,9-1ustnnkapbasona. B
nanHou paGoTe AJS BOCCTAHOBJCHHA 6-aneTna-9-3THiaxapbasona Obll HCHOJb-
30BaH Meroja KukHepa-Bosabda, 3akJ104al0ONHHCA B BOCCTAHOBHTEJAbHOM
pPasJIOKeHHH THIPA30HOB M ceMHKapOa30HOB B NMPHUCYTCTBHH KaTaJu3aTOPOB
(exxoe Kaui, aJKOroJsIT aJIOMHHHS B CMeCll ¢ NIJATHIIOBOH YepHbI) TNpH
warpesanni. Boccranopnenue 6-anerua-9-stunkapbasolia ocyUlecTBAANN KaK
BOJAHBLIMI PACTBOPAMU FHAPA3HHA, TAK I CCPHOKUCALIM THJIPA3HHOM TIPH Ha-
TPCBAHNI B PACTBOPC AMSTHICHIINKOS B IPHCYTCTBHIL €/IKOTO KA. Pesyab-
TATBLl 3TIN HCCACA0BAHNIT TPCACTABACHD B Tada. 1, 2, 3.

Taoauna 1
BoccTanosaende 6-auetun-9-atuakap6azona 900%;-HbiM BOAHBIM PACTBOPOM THAPAZHHTHAPATA

Koxi-o pearipyolEX KOMIOHEHUTOR, B MOIAX

» tpomomaut. | Gomon. | T o,
i sfri;ﬁluxcaT; OJ1 a g(;.m KoH | NaH, v 3;‘(‘1121 " l‘c%a poﬁra BTC;ZJHP . )
1 7,7 10 3 57 43
2 1 7,7 10 65 43
3 1 7,7 10 5 95 43

W3 panHbix Tada. 1, 2 BUAHO, UTO AJd BOCCTAHOBJICHUA € YCIIEXOM MOTYT
GBITb UCMOJAB30BAHK BOJHBIE PACTBOPH THAPA3WHA, OHAKO B clydyae paszbas-
JeHHBIX 58 Y -HbIX pACTBOPOB BHICOKUE BHIXOABI 6,9-1H3THAKap6a30aa TOCTH-
TamTcs npH O0ABIIOM H30OBITKE T'HApPa3WHA W NpU CoJbIIEed NPOAONKHTENb-
HOCTH peakiUuH, 4yeM npu BoccTaHoBiaeHHH 90%-HeiM pacTBopoM. JlaHHBIE
TabJs. 3 NOKa3bIBAIOT, YTO BOCCTAHOBJEHHE 6-aleTHn-9-3THaKap6asona cepHo-
KHMCABIM THAPAa3uHOM MPHBOAUT K HU3KUM BhIxozaMm 6,9-anstunkapbasona;
TIPU 3TOM YJIAeTCs BBIAEAHTH HeGOJblIHe KOJAUUeCTBA THIPa3nHa, a2 B OCHOB-
HOM TIPOIYKTHl PeakKUHH ocMoasAloTcs. ITonuTky noayunute 6,9-auatuakapba-
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TaGnuna 2
Boccranopiaenne 6-anernn-9-stuakap6asona 58%-HblM BOAHBIM PacTBOPOM THAPA3HHTHApPATA

Ko/1-BO pearupyiomux KOMIOHEHTOB, B MOJAX
Beixoxn 6,9-

an'&._vl 6 aeTn-0 nggﬁgﬂ‘:"" AMITHAKADP- T. na,
o a'm.u]';(apﬁaaon KOH N:H, uac 6330:;)';):% ©
1 1 7.7 22 5,56 80 43
2 1 7,7 14 6,0 71 43
3 1 7,7 14 7,0 91 43
4 1 5,4 14 6,5 95 43
5 1 11,6 14 7.5 71 43
6 1 5,0 9 9,0 69 43
7 1 7.7 9 8,0 57 43
8 1 7,7 9 8,5 65 43

Tatnunma 3
Boccranosnenue 6-aueTHa-9-3Tunkap6asona CEPHOKHCABIM TUIpa3sHHOM

KoanyecTso peareHroB, 2 Mponoa- Bhixox
N s KHUTENBH. | 6,9-Au3THI- T. ma., Brixon T. nn.*
no, | 'a“::;;_'g' KOH NoH,. peakuuu, | xapbazona, °C THAPA3HHA, °C
kapbazod H.50, wec % ‘
1 23,7 140 130 4,5 21 43 7 202
2 23,7 140 150 4,5 21 43 7 202
3 21,5 290 336 6,0 cMoJIa — 14 202

3041 pasjoxenueM ruapasuna 6-anetna-9-stuiakap6asona npH HarpeBaHnd B
MPUCYTCTBHH €KOTO KaJ/H He NIPUBEJIH K NOJOKHTE/NbHbIM pe3yabTaTaM.
AuernavpoBandem 6,9-AH3THAKAp6a30/a AUETHAXAOPHAOM B NMPHCYTCT-
BHH XJOPUCTOrO aJICMHHHSI B pactBope OeHsosna nojyuen 3-aueThs-6,9-mu-
sTuaKap6ason ¢ BuixoaoM 60% mno panee paspaGoranHoil MetoaHke [2].

BKCﬂepHMeHTaJleaﬂ 4acTb

6,9-1uaTuakap6ason. [leperonnyio xosby, cojepmxanyio 17,5 1 (0,074
Moas) 3-auerun-9-stuakap6azona (. na. 114°C), 50 r 58% -Horo ruapasuua,
150 Mo pustuaenraukoas v 22,8 r (0,4 Moas) €AKOro KaJju, NOMENlaioT B
MACJAHYIO 6aHI0, IPHCOEAHHSIOT IPAMOH XOJOANIBHIK H HAarpeBakoT 10 140—
150°C; npu sTOoM OTroHsercst BoAa. [1pu nanxol Temmeparype KOGy BBLIEP-
JKUBAIOT B TeueHne yaca, 3aTeM TeMIepatypy noauumaior a0 165°C u Belgep-
JKHBAIOT J0 KCUE3HOBEHHS JKEJATOro OKpalinBanust B Kosabe. Ilo oxonuanun
peaKIuy COAEpPKUMOe KOJIGH 0XJIaxAaI0T, 106aB/IAIOT BOAY H NIPOLYKT peak-
MM 3KCTparupyior GendonoMm. BeH30JbHBIA  SKCTPAKT  MOC/JEA0BATEIBHO
IPOMBIBAIOT BOJHBIM DACTBOPOM COJISIHOH KHCJOTEL, BOJOH, 3aTeM CywWaT
XJOPHCTHM KajbuyeM. [locae oTronkn GeH3o/1a OCTATOK TEPEeroHsior B Ba-
kyyme. IIpu 2056—210°C u 3—5 MM pT. CT. OTOTHAJIOCH 15,7 r (95%) macaa,
TBepHeloliero npu CcrosHuu. Ilepexpucraiiusalies n3 3THIOBOrO CNHpTa
nosryueno 12,5 v 6eCUBETHHIX KPHCTA/IHIECKUX UV C T. L. 44°C. Temmnepa-
typa maasaennsi 6,9-1H3THIKAap6asoJad, MO JHTEPATYPHBIM AaHHBIM, 45°C
[1]. Jlannas METOAMKA HCTIONB30OBA/ACH NIPH UCC/EOBAHIIH BAHAHHUSA Pa3JIHY-
HHIX AKTOPOB HA I1POLECC BOCCTAHOBJCHHUS.

3-aueTna-6,9-nuatnakap6aszon. K pacrsopy 7 r (0,031 moust) 6,9-nuatua-
Kkap6aszona B 16,6 M KPHOCKOIHYECKOTO 6ensona nodasaswotr 4,12 r (0,031
MOJIs1) XJIOPHCTOTO AJMIOMHHHS IIPH KOMHATHOM TeMIIEpaType, IpH 5TOM BbIIA-
raer Tepiblil xoMmieke. K oxJaxIeHHOMY 1O 5°C KOMILTEKCY TpH ITOCTOSH=
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HOM repemeninBanuu ao6apasitor no kanaam 2,9 r (0,039 moas) 6pomucro-
ro alerdsaa (Wil XJOPUCTOrO aLeTHIa).

PeakllHOHHYIO Maccy MpH TaHHON TeMIepartype BhiAep:KuBaioT 4,5 uaca.
[To oKOHYaHNK PeaKLUHd K PeakIHOHHON Macce [100aBISIOT H3MeJlb4€HHBIH
JeJ, BbIIEJUBHIMICH HPOAYKT 3KCTparupyior OenzomoMm. DeHsosbHBIN
S5KCTPAKT IIPOMBIBAIOT BOJON, CyIIAT XJOPHUCTLIM KaJblHeM H 1oc/ae OTTOHKU
6eH304 M3 OCTATKa NMeperonkoil B Bakyyme npu 170—175°C u 5 MM pT. CT.
noayuaior 4 r (57%) macaa, tBepjelouero npu crossuuu. Ilepekpucrannnsa-
IHel U3 MeTHJIOBOTO CIIHPTA MOAY4aioT GeclBeTHRIE KPHCTA/IHYECKHE HIVIbI
¢ T. a1, 69—70°C. B quTteparype He OMHCAaH.

HaIUHI,GHO, 0/0: N 5,6; 5,7 C13H19 NO.
Briuncaeno, %: N 5,28,

[Tpu Bzanmomefictsuu ¢ 2,4-AHHATPOMERUATMAPASUHOM NOJYUeH THApa-
30H B BHJC KPACHBIX KPHCTAMIOB ¢ T. 1. 294—295°C.
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