H3BEGTHUA

TOMCKOTI'O OPJEHA TPYJOBOI'O KPACHOI'O 3SHAMEHHU IMMOJIUTEXHHUUYECKOI O
HHCTUTYTA unmenn C. M. KHPOBA

Tom 136 1965

HUCCAEJLOBAHHUE B OBJIACTH XUMHUHU NMPOU3BOJHDbIX
KAPBA3O0JIA
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B. I1. JIOITATUHCKUWW, H. I1. )KEPEBLIOB

(ITpeacraBiena HayyHBIM CeMHHapoM npobJeMHBIX J1a6opaTopuii
XMMHKO-TEXHOJIOTHYEeCKOT0 (hakyabTeTa)

3BecTHO, 4TO TIOJMMepbl U cOmoJauMephl 9-BHHUAKapOasona 06/anaoT
I[eHHBIMH TeXHHUYeCKUMH cBoiictBamu [1,2]. IlpencraBasii HHTepec CHHTe3
9-BuHHAKap6A30JI0B C 3AMECTUTEJNSIMH B OEH30JbHBIX KOJbIlaXx Kap6asosa
C 1IeJIBI0 TOCJAeAYIOIIero M3yueHHsl MX BJIUSHHS Ha CBOHCTBA MOHOMEpOB
H TOJHUMEPOB. ¢

B nanHom cooOlieHHH ONHCBIBAaeTCsi CHHTe3 3-XJ0p-u 3,6-auxjaop-9-su-
HUJIKap6a3oJoB.

3-xJ10p-9-BuHUIKAap6a30a GBI/ paHee MOJY4YeH BHHMJIHpOBaHHeM Kap6a-
3os1a ameTusJeHoM [3] W omuchIBaeTcs Kak BellectBo ¢ T. ma. 69°C. Oxnako
JKECTKHe YCJIOBUSI BUHHIMPOBaHUs 1o Penmne M, Kak noxkasanau Hamu HaGII0-
JleHHsI, BBICOKAsi CNOCOGHOCTb MOJYYalollerocss Nmpu 3TOM MOHOMepa K Tep-
MHYECKOIl MOJHMepH3alUu JAesaloT 3TOT CHOCOO CHHTe3a MaJsonpHeMJeMbIM.
Jpyroit myTh cuHTe3a 3-xJa0p-9-BUHHAKApOa3oaa 3aK/II0UAeTCs B HCIOJAb30-
BaHUU 3-XJ70p-9-(B-0KcH) 3THAKApOa30as KaK MPOMEXKYTOYHOrO NPOAYKTA.
IlpenBapuTenbHble ONMBITHI MOKAa3aaH, 4YTo Aernaparaunus 3-xa0p-9-(p-okcH)
sTuakap6aszona Hal eIKUM KaJdd B YCJOBUAX JAeruaparauuu 9-(p-oxcu)
9TuAKap6asoaa [4] NPUBOAUT K MOJYYEHHIO JIHMUIb HE3HAUHUTEJbHBIX KOJHU-
YecTB MOHOMEpa, 3arpsi3HEHHOro MOOOYHBIMH mpoayKTamH. [losTomMy MBI U3-
6paau cnoco6 cuHTe3a 3-XJa0p-9-BUHU/IKap6a3osa 3amellleHHeM THAPOKCHJIA
Ha XJ0p B 3-XJ0p-9-(B-OKcH) 3TUIKap6asose AeHCTBHEM TSTHXJIOPUCTOTO
dochopa ¢ mocaeayOmEM ATHAPOXIOPUPOBAHHEM 3-XJI0DP-9- (B-OKCH) ITHJI-
kKap6a3osa eIKHM Ka/Jlu B MeTaHOJe aHaJormquHo MeToauke Kaemo u Ilep-
KuHa [5], onucanno#l ans 9-BuHMAKap6Gasosa. 3,6-n1uxjaop-9-BuHUIKapP6a301
CHHTE3UpPOBAH HAMU aHaJOrMuHeIM o6pas3oM. IlosyueHHble BellecTBa HeH-
THQHIHPOBAHEI N0 JaHHBIM 3/€MEHTapHOTO aHAIH3a M ONpEeJeseHuIo ABOJi-
HBIX CBfI3eil MeTOJAOM THAPHPOBAHUS HAJ TIIATUHOM,

JKcnepuMeHTaJdbHasi 4acTh

Hcxoausie 3-xq0p- U 3,6-1ux/a0p-9- (B-0KCH) 3THAKAPOGA30Jbl [10JAyYa-
JHUCh 110 METOJHKAaM, ONHCAaHHBIM B NpeAblAylieM coobuienun [6].
3-xmop-9-(p-xa0p) atuaxkap6asou

B x0106y, cHaGKeHHYI0 OOpaTHBIM XOJIOAHJBHHKOM M Ta300TBOLHOMN
TpyOKoii, 3arpyxanoch 10 e 3-xsop-9-(p-okcu) stuiakapbasona, 250 ma
YETBIPEXXJIOPUCTOrO yrjiepoda u 8,2 e naTuxaAopucToro ¢ocdopa. Cmech
HarpeBasacb Ha BOAsiHON Oane 3 uaca. ITocse 3Toro oxsaxAeHHBIH PacTBOP
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MPOMBIBAJICS MATHIPOLEHTHBIM PAacTBOPOM COABI M 3aTeM BOJOil. PactBop
CYIIMJICS HAJ XJOPUCTHIM KaJjbllMeM, PacTBOPHTEJNb OTNOHSICH, W OCTATOK
nojseprajics neperoike B BakyyMe. ITpu 215—220°C (5 mm prt. cT.) OTOT-
Hado 8,1 2 macia, KpHcramausymoouerocs mnpu crosnuH. [locie nepekpu-
CTaJJU3allUd M3 MeTaHosa noJaydeHo 5,65 ¢ (48,59% or TteopeTHyecKkoro)
MeJkux ura ¢ 1. mi. 82—83°C, Ilepexkpucrajansaiys U3 rekcaHa MOBBIIIAET
T. ma1. g0 86°C. Awnanuse: Halizeno %: C63,60; H4,09; C126,48; N 5,46.
Mounekyaspubiii Bec (kKpuockonust B Oensoune): 265. Ci4H;sNCIl. Boiuncie-
Ho %: C63,6; H4,16; C126,9; N 5,36. Moaekyasipubiii Bec; 264,06.

3-xnmop-9-BuHuAKap6aszo.ad

K cmecu 3 e 3-x70p-9-(p-x710p) 3THaAKap6asosna U 6 2 eIKOro Kajau npH-
auBajgoch 50 M4 MeTaHoJia M CMeChb KHUNSTHIAch 4 yaca Ha BOASIHON OaHe
¢ oOpaTHBIM XOJOAMJIbHHKOM. ITo OX/JaxKIeHHH BBIAENANACh MacJsHHCTadA
JKHJIKOCTb, 3aKPUCTAJIN30BBIBABILASCS IIPH CTOSHHU B GeCUBETHBIE HIJIbI.
[Tocse ABYXKpaTHOH TNepeKpUCTAMIH3ALHH U3 METaHOJa BBIXOA 3-XJ0p-9-
BUHHIKap6a3eaa ¢ T. ma. 68—69°C cocraBun 1,95 r (759% ot Teoperuue-
CKOro).

3-x710p-9-BUHUAKAp6a30/1 XOPOLIO PacTBOPHUM B apoMaTHYeCKHX yrJe-
BOJOpPOAAX, YeTBIPEXX/JIOPHCTOM yrJjepojie, Xyxe PaCTBOPHM B MeTaHOJe I
3TaHOJe M ajuaTHYECKUX YTJIeBOJOPOJaxX, HEpACTBOPUM B BojJe. AHAJNU3HIL:
naiineno Y% C 73,82; 73,62; H 3,76; 3,67; N 5,87;5,77;, Cl15,3. C4sH;(,NCI.
Boeruncieno 9%: C73,78; H3,4; N 6,15;C115,6. MoJjiekynasapHblii Bec (KpHOC-
Komusi) HaifeHo: 226,9; BbiuucaeHo: 227,7. Onpeaenenne ABOHHBIX cBsi3eil
MEeTOJO0M THAPHUPOBAHMS HAJ IJIAaTHHOH MOKAa3a/ao0, YTO MOJYYEHHBIH MOHO-
Mep uMmeeT uuctoty 989%.

Ilpu nepekpucrannudanuy 3-xaop-9-suHuAKapbasosna U3 TeKcaHa IO-
JIY4alOTCs WIJBbI, HE HMeIolllHe YeTKOi T. M. Pa3msrueHue HauuHaeTcsl OKO-
10 68—70°C u 3akapuuBaercss okoso 200°C, UTO CBHAETEJIBCTBYET O OBI-
CTpoil TepMuyeckoil mnonauMepusauuu. [lo sauteparypHeiM gauHbiM [3],
3-xJi0p-9-BuHHnKap6ason miaasurcs npu 69°C.

3,6-nuxanop-9-(p-xa0p) aTuAKap6Gasoa

B koaby, cHaGxKeHHYI0 OOGpPaTHBIM XOJOJMJIBHUKOM M Tas300TBOAHOM
TpyOKOH, 3arpyxaJjoch 6 e 3,6-aux/aop-9- (p-okucu) stuaxkapbdaszona, 100 ma
yeThIpeXXJopHCcTOro yraepona u 4,47 e nsaruxaopucroro dochopa. Cmech
KHISATHJIAch Ha BOJASHOU OGaHe 3 yaca, MpoMbIBajJach BOAOI OT XJOPOKHUCH
tdocdopa, BeICYyHIMBAsacCh HAA XJOPHCTHIM KaJjblieM. [locie yaasieHus
pacTBOPHTEJIST NEPErOHKONH U NMOBTOPHOH MepeKpHUCTaMAH3ALUN W3 CIHpPTa
noaydeno 2,7 e (42,29 ot TeopeTHUECKOro) BelllecTBa B BHUIE MEJKHX HIJI
¢ 1. na. 132°C. Awnanuswsl: Haigeno 9%: C56,50; H 3,58; Cl 35,26.
Cy4H;oNCl;. Bpiuucaerno 9 : C 56,40; H 3,36; C1 35,76.

3,6-nuxa0p-9-BUHUIKApP6a30.a

K 2,5 2 3,6-nux/a0p-9- (p-x10p) sTHAKap6aszona npubasasiaoch 10 e
e/IKOro Kajau u 65 ma Meranosna. CMech KHISITHIACH ¢ OOPATHBIM XOJIOJUIb-
HUKOM B T€YeHHe 5 4acoB, MPHYeM BelleCTBO OCTaBaJ0OCh BCE BpeMs B CY-
crnensuu, Ilocse oxJsazkaeHHss OCaZoK NMPOMBIBAJICA BOAOH W BHLICYHIMBAJCSH.
[Toayueno 1,8 e (829% ot Teopernueckoro) Bemectsa ¢ T. ma. 132°C. Cme-
uranHast npo6a ¢ 3,6-1ux/10p-9-(p-x/10p) ITHIKAPGA30JOM MJIABHTCS MPH
110—118°C. Yncroe BeuecTBo (M3 BOAHOTO alleToHa) IpeacTaBiaserT co6oii
6aecTaliHe dYewyiku ¢ T. ma. 136°C. Awnagussel: naiigeno 9%: C64,37;
H 3,23; N 5,38; C;sHoNCl,. Briuucaeno 9%: C64,2; H 3,32; N 5,34.

Onpenenenne ABOHHBIX CBsI3eil METOJOM THAPHPOBAHHSA HAJ IJIATHHOI
nokasaJjo, YTo MOHOMep HMeeT uucToTy 979,.
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BriBo,

Paszpa6oray Meton moJayueHust 3-XJop-u 3,6-auxaop-9-BUHUAKAPOA30-
JIoB U3 3-xy0p-u 3,6-1uxyaop-9-(p-okcH) 3ITHIKap6a30J0B yepe3 COOTBET-
CTByOIHe 9-(B-XT0pP) 3THANPOU3BOJHBIE.
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