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MOJIUTEXHUHYECKOT'O MHCTHUTYTA umenn C. M. KHPOBA

Tom 214 1977

HCCJIEAOBAHHE B OBJACTH XHMHUH
NMPOU3BOIAHBIX KAPBA3O0JIA
62, CHHTE3 9-OKCHMETHJIbHbBIX U 9-(2-OKCH) NMPONHJIbHbIX
TIPOU3BOAHDBIX 3-XJOP H 3,6-1UXJTOPKAPBA30JIOB

E. E. CUPOTKHHA, B. IT. JIOTTATUHCKHH, H. I'. KO)KMHA, A. H. ETOPOBA

(IIpeacTasieHa HAYYHO-MCTOARYCCKHNM CEMHHAPOM  XHMHKO-TEXHOJIOTHUCCKOTO  (DAKYJbTCTa)

B cBa3um ¢ pacuiipenueM NOHCKOB (DH3HOJNOTHYECKH AKTUBHBIX COeJHHE-
HUll B pALYy 3aMelleHHBIX Kap0a3oJ/a HaAMH ObIJIM HCCAeIOBaHbl MeTOAH MOJaY-
yeHHs 9-OKCHMETHJBHBIX H 9-(2-OKCH) NpONUJIBHBIX NPOU3BOJIHBIX 3-XJ0D —H
3,6-1uxsopkap6a3onos.

Hcxoanble 3-xa0p- ¥ 3,6-11XJ0pKap6a30bl N01yUalHCh 10 pa3paboTaH-
HBIM paHee Meroxukawm [1, 2, 3]. Jaa cuHTe3a 9-OKCHMETHJIBHBIX NPOU3BOA-
HBIX OB HCIIOJIb30BAH UCC/EAOBAHHLIT paHee MeTOJ B3auMozelicTBHsS KapOa-
3o/1a ¢ napahopMaIbIerHaAOM, IPUBOAUBIIHII K XOPOLIMM BHIXOAaM 9-oKCuMe-
tTaakap6azona [4]. TTockonbKy B 3THX YCAOBHAX He YJaJOCh MOJYUHTL BBICO-
KHX BBIXOZOB 3-xj0p- 1 3,6-AHXI0p-9-0KCHMeTH1-Kap0a30J0B, HAMH H3yda-
JOCh BJAHSHHE OCHOBHEIX (DAKTOPOB HA POLECC OKCHMETHJIHPOBaHHA 3,6-1H-
xJopkap6aszona. Pe3ybTaTbl 3THX UCCACNOBAHHI CBELEHH B Taba. 1 u noka-
3a/14, YTO NPOAOJKUTENbHOCTh PEAKILHN He JOJIKHA TIpeBblllaTh 15 MuH. npu
78—80°C, onTHMAJbHBIMH MOJSIPHBIMH COOTHOLICHHAMH PEATreHTOB SBJAIOTCA
1:{2,5—3), ayqmin kaTaau3aTopoM SBJAsieTCA KapOOHAT KaJdnusd B KOJHYECT-
Be 60% (mon.) ot 3,6-nuxaopkapbaszona, a B KAUECTBE PACTBOPUTENA B OILH-
HAKOBOIl CTENeHH MPHTO/HbE 3TAHOJA H H30NPONaHoJd. B yKasaHHbIX ONTHMAJb-
HBEIX YCJIOBHSIX MOXKET OBITh JOCTHIHYT BHIXOA 3,6-AHXI0P-9-0KcHMeTHIKapOa-
3osa Gosiee 80%. B 3THX Ke YyCJAOBHAX ToJdyuaercsl H 3-XJ0p-9-OKCHMETHII-
xap6asou ¢ Beixogom Goaee 80%.

Huas cuntesa 9-(2-0KCH) TPONUJABHBIX NPOH3BOAHBIX XJ0OPKapOa3oJos
OBl UCMIOIB30BAH pa3paboOTaHHLI paHee MeTOJ BBeAEHHS OKCHIIPONMHJIbLHOH
TPYIIIb C MOMOLIBIO OKHUCH TponuieHa [5, 6]. YTouHeHHe ONTHUMaJbHBIX YCJO-
Buil noavuennsa 3,6-auxsaop-9-(2-oxcu) nponuakapbasosa (raba. 2) noxasa-
JIO, UTO JIJISl CHHTe3a NPOAYKTA ¢ Bhixogom Oogee 90% HeobxoiuMo mMoaspHoe
cooTHolenue 3,6-1uxa0pKap6a3osa U OKUCH TponuaeHa 1: (3—3,5), sKkBUMO-
JSIpHOE COOTHOIIeHue 3,6-1ux/JA0pKapHasoaa H eAKOTO KaJjH, IPOBCAeHHE CHH-
Te3a B TEUEHHe 3 YacoB NpPH HempepuBHOM nepeMeiunBanud npu 50°C B ane-
ToHe, KoToporo Oepercd 1,5 m2 Ha | @ HCXOAHOTO BeHLLeCTBA.

B 3THX e yCAOBHSX JOCTHraetcsi BRICOKHIH BBIXOA (6onee 90%) 3-xm0p-
9- (2-oxcu)nponunkapbasoaa.

JKcnepUMeHTaabHAA 4acTh

3-xa0p-9-okcumMeTHJaAKapBHa3zon

Koaby, cHaGKerHy0 0OpaTHEIM XOJOAMJABHHKOM W CcoJepxKamyw 6 T
(0,03 moust) 3-xnopkapbasoqa, 1 r yriaekucgaoro xanaus, 1,8 r (0,06 moas)
napagopmanapiernia U 70 MJ 3THJIOBOTO CIHHPTA, HarpeBaloT Ha KHIAIleH
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Ta6anuua 2

Biusinde ycJoBMif HA OKCHnponuaupoBaHHe 3,6-nuxnopkapbasoaa

HMexonnble BellecTBa B MOJAX

[Tponoau- Boxon
No TeJBHOCTD YHCTOrO T. na
1L11. 2,6-1uxnop- OKHMChH enxoe DeaxKIuu, NPOAYVKTA, C
xapbaszoa nponuaena KaJau e %

1 1 3,0 0,8 3 67,6 1341345
2 1 3,5 0,8 3 83,7 »

3 1 43 0,8 3 71,2 »

4 1 3,5 0,4 3 60,7 . »

A 1 3,5 0,8 3 91,5 »

¢ 1 3,5 1,0 3 90,3 »

7 1 3.5 0,8 2 63,7 »

8 | 3,5 0,8 3 90,3 »

9 1 3,5 0,8 4 70,2 »

BoasHON Gare B TeuenHe 30 mnu. [o oxoHuaBHH PCaKIUE COAEPKIMOE KO-
Obl OXJaKA310T U BBWIHBAKT B XOJOJHYIO BOLY; NPH 9TOM BbIACASICTCS TBEp-
ABIT NPOLYKT peakuuu. Ero oTdhHABTPOBBIBAIOT, TPOMBIBAIOT BOJOM, CYILAT
U MePeKpPUCTaMJIH30BBIBAIOT U3 cMecH OeH30/a U H-TeKcaHa (B COOTHOUIEHUH
1:2). [lonyueno 6,9 r (87%) OecuBeTHHIX KPHCTAJJIHUECKHX HIJ C T. TLL
112°C, xopomo pacTBOPUMBIX B alu(aTHUECKHX CIHPTAX, ALETOHe, XJ0pPO-
dopMe, apoMaTHYeCKHX YIJIEBOJOPOAAX, XyiKe — B aJH¢paTHUeCKUX YIJIEBO-
Jopoaax. Jlerko ruApo/u3yercs NpH HarpeBaHUM B BOJHDLIX DACTBOpax.

Hatineno, %: N 6,08; OH 6,98. C3H,; NOCI.
Brruncaero, % : N 6,04; OH 7,34.

36-1uxaop-9-okcnMeTHAKapOAd30a

I1o Beieonucansnofl Metoauke u3 2,36 v (0,01 moada) 3,6-muxuaoprapda-
soqa, 0,8 r (0,006 moas) yriaexucaoro kannd, 0,9 r u (0,03 mons) mapadop-
Madabjaernga 1 30 MJ 3THAOBOTO CIUPTA IPH HATPEBAHUM B TeueHHe 15 MHH.
noayueno 2,53 r (95%) cwiporo npoaykra ¢ T. na. 145—149°C. TTepexpucrai-
Ju3anuel U3 cmecu GeHsosa ¢ H-rekcaHoM (2:1) noanydeno 2,3 T GeclBeTHHIX
W ¢ T. ma. 147—148 r, XOpoilo pacTBOPHMBIX B BhILIENEPEUUCAEHHELIX Pac-
TBOPHTEJSAX, BemHiecTBO JErKO THAPOJH3YeTCA NPH HArpeBaHUM B BOJAHLIX
pacTBOpax.

Haiizeno, %: N 4,94; 4,9; OH 6,46. C,sH, NOCl,.
Briuncaeno, %: N 5,24; OH 6,36.

3,6-tuxnop-9-(2-okcu)nponuaxapbaszod

Tpexropayio Koa0y, cHaOKEHHYIO MEXaHHUCCKON MeLlaJKol, KaleabHoll
BOPOHKO!, 0OPATHBIM ~XOJOZWJIBHUKOM, TEePMOMETPOM I COZeprKallyio 7 T
(0,029 mouist) 3,6-nuxaopkapbasoaa, 1,4 v (0,024 mMons) exkoro xKaau u 9,5 M
aueroHna, Harpepaior go 40°C u npu pabotalomeit Memanke n06aBaIg0T U3
KamneabHoi BopoHkH 6 Ma (0,086 moss1) cBeKenmeperHaHHONW OKHCH NPONMJIEHA.
3ateM teMmmnepartypy nossimaioT 10 50°C 1 BHAEPKUBAIOT NPH LAHHON TEMIIE-
parype tpu vaca. [lo OKOHUaHHH PeaAKUMH COJAEPKHUMOEe KOJObl OXJaMK AT
¥ BBUTHBAIOT B XOJOMHYIO BOAY. BBIMaBIIHNii 0caj)oK OTHIBTPOBHIBAIOT, NPO-
MBIBAIOT 710 HEHTPaNbHOH PeaklMH, BHICYHIMBAIOT U MEePEKPUCTANTUIOBLIBAIOT
H3 stugoBoro cnuprta. Iloayueno 7,7 r (91,5%) GecuBeTHBIX KpHCralinde-
cKux ura ¢ T. . 134—134,5°C.

Haineno, %: N 4,77; 4,78, OH 5,62. C 13 NOCl,.
Briunicaeno, %: N 4,76; OH 5,76,
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[Mpu HarpeBaHuH ¢ XJOPHCTHIM dalleTHIOM Todyuaior 3,6-auxaop-9-(2-
aleTokcH) npeonuakap6azos B BuAe OecUBeTHbBIX UL ¢ T. M. 76—77°C.
HarpeBaHueM ¢ XJOPaUeTUIXJIOPHIOM moayudaroT 3,6-auxzaop-9-(2-xaopaue-
TOKCH) TponaKap6a3os B BuAe GeclBETHBIX KpHCTaAn0B ¢ T. mi. 117—118°C,

3-xnop-9-(2-oxkcu)nponuaxkapbasoda

[To BHUIeOnucanHoil mMeToauKe u3 7,8 r 3-xj0pkapbaszona, 1,4 r egkoro
Kaau ¥ 6,5 Ma okucu nponuieHa B 10 ma anerona narpesanuem npu 50°C B
teyenue 3 uacos noaydawt 10 r (90,5%) 3-xa0p-9-(2-oxcu) nponunxap6aso-
Jia B BHAe 6eclBeTHBIX HIVI U3 3Ta”ogAa ¢ T. . 120,5°C,

Hatigeno, %: N 5,48; OH 6,6. C;sH;s NOCL
Brrunciaeno, %: N 5,4; OH 6,5.

HarpeBaHueM ¢ XJOPHCTBIM alleTHIOM MOJYUeH 3-XJ0p-9-(2-aueTokcH)
nponuakap6asos ¢ T. mi1. 87—88°C.

Buison

VccaenoBalo BJaHsIHHE OCHOBHBIX (DAKTOPOB Ha peakuuu 3-xnaop- u 3,6-
JUXJI0pKap0a30/0B ¢ napathopMaablerHoM H OKHCBIO NIPOIHICHA, 11 olpeac-
JIEHBI YCJOBUS /51 MOJyYeHHsT 9-OKCUMETHJIBHBIX U 9-(2-0KCH) IPONUIbHBIX
NPOU3BOAHBIX YKA3aHHBIX XJ10pKap6a30J0B C BLICOKHMH BLIXOAdMH.
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