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HCCJIEAJOBAHUE B OBJIACTH XHUMUH NMPOU3BOJHBIX
KAPBA3O0JIA

40. BzanmopeiicTBue 3-xJopkap0a3ona ¢ BUHUJAALUETATOM H HEKOTOpble
XMMHYECKHe npeBpallieHHsa 3-XJ10p-9-(a-aueToOKCHATHI)Kap6azona

B. I1. JIOITATUHCKHH, IO. I1. IIEXUPEB, B. M. CYTSITHH,
E. A. IAHHUJIOBA

(PexkonenpoBana HaydHO-METOJHUYECKHM CEMHHAPOM XHMIKO-TEXHOJOrHUECKOro QakyJbTera)

Panee namu 6p110 nokasaso {1}, 4to kap6a3oJ nNpucoeTHHICTCS K BHHN-
nateraty npu 10--20°C nuxke HyJq B alleToOHe B NPHCYTCTBUH €/IKOTO KaJlil,
NaBas 9-(a-auerokcHatua)xkap6ason. [TocienHul B XUMHUECKOM OTHOLIEHHH
FIBJISIETCA OY€Hb AKTHBHBIM H MOXKeT OBITb HCIO/Ab30BAaH B psijie CHHTE3CB.
B cBa3n ¢ 3TUM HaM TNPEICTABASIOCH MHTEPECHBIM OCYLIECTBHTL peaKLHIo
NPUCOSAHUHEHUA IIPOH3BOAHBIX Kapbasona K BHHMJAaueTaTy. B HacTosmem
COOOIIEHHH OIMHCBIBAIOTCA DPE3YJLTAThl HCCAENOBAHHM 110 B3aMMOJEHCTBHIO
3-xJlopKapGa3osia ¢ BUHHAALETATOM.

Hain wuecnenosanns noxasanu, 410 3-XJA0pKap6asos aHAJOTMUHO ca-
MOMY Kap6asosy Jierko BCTYHAeT B peakudio C BHHHIALETATOM B alleTOHE
B NPUCYTCTBHY TBEPAOrO €IKOFO KaJM, NPHYEM PEakUHsds H B 3TOM Cjydae
NPOTEKACT OJHOBPEMEHHC B JBYX HANpaBJCHUSX: C 00pasoBaHUeM 3-XJOp-
9- (0-aueTokcusTHaA)Kap6asona u 3-xaop-9-auerunxapbazona IO CXeMe:
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[lockonbky cosmepianue 9THX JABYX BEULECTB B NPOAYKTAX PeaKLHH CHJIBIO
33aBHCHT OT YCJOBHMH TIPOBEICHHA NIpoLecca, AJsi TOCTHXKEHHS BBICOKHX Bbi-
XOJI0B HMHTEPECVIONIero Hac INPOAYKTA IPHCOEAUHEHHS HEOOXOAUMO GbLI0
H3YYHTh BJHSIHHe DA3jHu#biX (pakTopoB Ha 3Ty peakuuto. C 3TOH ueablo
HaMHi OblJia paspafoTaHa METOJHKAa KOJHMYECTBEHHOTO OIpeleNeHHs 3-XJ0p-
9-(a-aueTokchsTUa) Kap6asona M 3-xJop-J-aueTunkap6asona npu HX COB-
MECTHOM INPHCYTCTBHH. B 0CHOBY MeTOZMKH Oblna IOJOXKeHa pasaddHas
YCTOMYUBOCTh 3THX NPOAYKTOB K THapoaudy. [lo HalMM HaGJ0aeHHAM,
3-X710p-9- (- 2aUETOKCHITHN) Kap6a3od  KOJMYECTBEHHO THAPOJH3yeTCsl MNpu
HAarpeBaHHH ¢ BOJOM B pacTBOPe alleToOHa, a 3-xJ0p-9-aueTHakap6ason
B 3THX YyCaA0BusX ycron4uB. 'mapoans xke 0,1 N pactBopoM eakoro xaau
B 50%-HOM MeTaHOJie NPHUBOANT K KOJHYECTBEHHOMY OMBLTEHHIO OGOHX COe-
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aunenni. IlosTomy, mpoBOAs THAPOJAH3 YACTH MPOAYKTOB peakiHMH BOJOI,
MBI ONpenessIu KouBepcHio 3-xaopkap6a3ona B 3-X40p-9- (a-aleTOKCHITHM )i~
kap6as3on — (a); MpH TUAPONH3E APYrOf YAaCTH MPOXYKTOB peaKIHH BOJHO-
METAHOJBHBIM PAaCTBOPOM IIEIOYH OIpeAensinach CyMMapHas KOHBEPCHS
3-xnopkap6asona — (8). Ilo pa3HOCTH 3THX BEJHYHH Mbl ONpeNEJsJIH KOH-
BepCHIO 3-XJ0pKapbasosia B 3-xJop-9-amerunkap6ason — (¢).

[Tonb3ysick 3TOH METOAMKOH, MBI U3YYHJIH BJAXSHHE TeMIepaTypel U KO-
JINYECTBA KaTaJu3aTopa Ha peakuuio 3-xjJopkapbas3ojia ¢ BHHHJIALETATOM.
TTonyueHHble mpu 3TOM pe3yJabTaThl NPHBeAeHbl B Tabua. 1.

: Tadanuuma t

Bausinde Temmepatypel H KOJHYECTBA €IKOr0 KaJHu Ha PeaKkiHio
3-xn0pKap6a3ona ¢ BHHHJAZLETATOM

. KonBepcus 3-xaopkap6aszona
TeMHepaT%'pa KOI;i(?ng(,qeg:B;eca . - =
peakunu, °C 3-xnopkapbasoaa a®) 8" ¢
—19 5 91 99,8 8,8
—11 5 89,9 100,0 10,1
0 5 84,2 98,1 13,9
+10 5 80,0 97.8 17,8
425 5 64,4 97,2 32,8
-+ 50 5 38,1 93,4 55,3
-+30 0 0 0 0
—10 0 0 0 0
—10 1 68,8 80,4 11,6
—10 3 91,3 100,8 9,6
—10 5 89,9 100 . 10,1
—10 10 91,9 99,9 8,0

*) oG03HAUeHHe 3THX BEJHYHH YKa3aHo B TEKCTE,

IllpumMevuanune Bce ONRTE NPOBOIHNMCE € KOMWUECTBOM BHMHHMMIaleraTa 1,53 moas
Ha MoJab 3-xqopkapbasona. [Ias npoBefeHHS peakUHd HCHOJb3OBaJCS 3-XA0pKap6ason
¢ 1. mn 192—193°C.

IlpuBesennble gaHHble MOKAa3hiBaIOT, YTO 3-XJOpKap0a3oa B OTCYTCTBHH
KaTaJu3aTopa He peardpyer ¢ BHHHUJALETATOM B HHTEpBaJje TeMOepaTyp
(—10) +30°C; B npuCYTCTBUH Ke HeGOJbLIHX KOJHUYECTB e€JKOr0 KajlH peak-
L {5 NMPOTEKaeT OJHOBPEMEHHO B JBYX YKA3aHHLIX Bbllle HanpasJjeHusx. [Ipu
3TOM CKOPOCTH pPeaxLHu NPHCOeIHHEHUS H PeakHHH alleTHIHPOBAHUS TM0-pa3-
HOMY 3aBHCAT OT KOJH4YeCcTBa KaTa/nusatopa. Eciin peakuusi aueTHIMpoOBa-
I{HsT TIPOTeKaeT C MAKCHMAaJbHO BO3MOMHOH [Js1 Hee NPH AAHHOH TeMmIepa-
Type cKopocThio yiKe npu 1% Kartanuzaropa, TO AJsi HOCTHXKEHHSI BBICOKON
CKOPOCTH peakluu NpucoefHHeHHs Tpebyercs 3—5Y xaraausaropa.

Kak BuaHO u3 Taba. 1, 0cOGEHHO CHJbHOE BJIMSHHE Ha PeaKIMIO 3-XJ0p-
Kap6asoJ/ia ¢ BHHHJIALETATOM OKA3BIBAIOT TeMNepaTypHblE YCAOBHS MpOBeJe-
Hug npouecca. C NoBbILIEHHEM TeMIlepaTyphl Pe3KO IMOHMKACTCSl COIepKa-
HHe NpPOLyKTa NPHCOCIHHEHHA H OJLHOBPEMEHHO YBEJNHUMBAETCH CONEpKaHUe
alleTHJIBHOTO Mpou3BoAHoro. B obaactu temnepatryp 25—50°C ymeHbllaeTcs
Takxe o0llasi KOHBEPCHs 3-XJ0p-Kapbasona, uTo, 0-BUIUMOMY, OOBsCHSET-
€l YaCTHYHBLIM pasjioxeHHeMm oOpasywoulerocs: 3-xJ0p-9- (a-aLeTOKCHITHI) -
Kap6aszojia B 3THX YCJAOBHUAX. JIJIsT MOMyYeHHs: BBICOKHX BBIXOAOB MPOLYKTA
IIPHCOEIMHEHHS TEMNEPATYPy peakiud HeoOXOAUMO MOJKepKHUBaTh Ha YpOB-
He 10—20°C HuxKe Hyast. B nanphefiliem HaMH OBLIO NMOKAa3aHO, YTO KOJH-
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4YeCcTBO BHUHHWJALETaTa, BBOAMMOrO B peakKUHI0, MaJo CKa3biBaeTcs Ha obpa-
30BAHMH OOOHX BO3MOXKHBIX HNPOAYKTOB peakKLUHH, OZHAKO OT HEero 3aBHcH
o6ulasi kKoHBepcusi 3-xJopkapbazona. [ocTaTOYHLIM KOJMMYECTBOM BHHHJA-
perara AJs AOCTH:KEHHdA TOJHOH KOHBepCHM 3-XJopkapbasona sBafercd
1,3—1,5 Moaa Ha Moab 3-xJopkap6asosa. B ciayyae MeHbLIIHX €ro KOJAH-
YecTB 4acTb J-XJopKap6a3zona OCTaeTcst HelPOpearupoBaBLICl U 3aTPY/HSI-
€T BbieJeHHe H OYMCTKY MPOAYKTOB peakuud. CreuuanbHBLIMH OMbITAMH Ha-
MH YCTaHOBJIEHO, UTO JJisl TIPOBEJEHHS] pPeaklUU MOXKHO HCIOJIb30BATh ChIPOI
3-xmopkap6ason ¢ 1. na. 186—187°C, noayuyamwoluuiics B pesyabTate XJoO-
pUpoBaHus Kap6a30Ja XJOPUCTBIM CYJAb(pypHJoM, 6e3 KaKOH-AH00 NONOMt K-
TEJIbHOH OUHCTKH. ‘

IlpoBeneHHble HCCAEAOBAHHS MO3BOJHIH OCYLIECTBHTb CHHTe3 3-XJ0p-
9-(a-aueToKcUsTHA) KapOHas3oaa ¢ XOPOIWHMMH BbIXoAaMu 10 77% M H3yuuTh
HEKOTOpHBIe ero XHMHYeCKHe CBOHCTBA.

AHanoOrMuHO MOJYYEHHOMY HAMH paHee 9-(u-aneTOKCH3THI)KapHazoday
3-X710p-9- (0-aLeTOKCHITHI ) Kap6a3os  JIerKO THAPONHU3yeTcA  BOAOH 4G
3-xnopkapfasona, aueTanbierHja M YKCYCHOH KucaoTel. Ilpum narpeBaHuu
C METHJOBLIM CHHPTOM OH o0pasdyeT 3-xa0p-9-(a-MeTOKCHITH)KapOaszo.l
¢ BuixogoMm 70% u Goaee.

Ilpn neperorke B BakyyMme 3-X/10p-9-(a-alleTOKCH3THI)Kap6a3o Jerko
pasJjaraercss ¢ BbIeJEHHeM YKCYCHOH KHCJAOTEL H ofpa3oBanueM 3-XJ10p
9-BuHusKap6asona. B oramune ot 9-(a-aueToKcUITHA)KapHazo/ia BbIXO]
BHHHJILHOTO INPOM3BOAHOIO B 3TOM CJAy4yae BbICOKHUH M COCTaBJjsieT B Cpea-
Hem 80—90%. [Mocae oanof XKpHCTAMIU3ALME U3 METHJIOBOTO CMUPTa NOJNY-
YaOLIHHACA TaKHM CIoco00M 3-XJ0p-9-BUHHAKapOa3oa cogepxur 92—99Y,
OCHOBHOFO BeUIeCTBa, BBEIXOJA TAKOTO NMPOJAyKTa cocraBager 60—75% ot Teo-
petuueckoro.  IlonyvyenHnoift  3-xm0p-9-BUHHIKAPGA30J  TIOJHMEPHIYETCH
B 6st0ke npyu 120—140°C Ge3 unuumaropa, uau npu 80-—90°C B npucyrcTeni
nepexkucu OeHsousa. CBOHCTBA €ro NOJHMEPOB B HACTOsllee BpeMs HaMi
HCCAeIYTCA. PH3HUECKHe KOHCTAHTBI M Pe3yJbTaThl aHaJU30B CHHTE3Hpo-
BAaHHBIX HaMW COEJHHEHHH NpHBeAc¢HBI B Tada. 2.

Ta6anua 2

| Conepwartive, Y/,
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Em = HaWI. | BblY., [HAWX.) BbIY. |HAHL| BBIY. |HAHI.] BbIY.
= oz

3-xnop-9-(a-

anetokcustHa)- | 90—91 1 C H,;,NO,CI | 6660 | 66,73 {461 | 486 |4,83|4,85|124 11233

kap6azoJ;

3-xa0p-9-(a-

METOKCH3THA)- |76—77| C;;H,;,ONCI | 70,181 69,36 | 567 | 5,39 | 5,50 { 5,39 (14,00 | 13,68
Kkap6ason

3-xn0p-9-BU- .
HHAKAP6a3O 68— 69 CyHyNCI 73,86 | 73,84 | 4,54 | 4,39 | 6,14 | 6,15 |15,65 15,60

BxcnepnmeHTaJleaﬂ YacTb

Hcnonpayemblil B ganHoit padoTe 3-XJ0pKap6as30a CHATE3HPOBAJCH Ha-
MH TyTeM XJOpPHpOBaHHA Kap0as3osa XJOPHUCTBIM cyabpypuiaom [2] u umea
7. 1. 186—187°C; mnocsiie ABYKpaTHON KpHCTAN/NM3aLHKM H3 CIKPTA OH Ija-
BHac nipu 192—193°C,
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Bununanerar nepej ONbITaMH NEPEroHA/ICs W MMeJ KOHCTAHTHI, COBMa-
Jalollye ¢ JUTePaTyPHBIMH.

3-x40p-9- (a-aneroxcustun)kap6ason (I). B rpexropayw xpyraoiaon-
HyI0 Koy MocaefoBaTeNbHO 3arpyxaiT 10 e 3-xsopkapbasoana, 0,5 e Ton-
KOM3MeJbueHHOro enkoro kaaw u b0 ma auerona- Kouaba momeniaercs
B kpHocrar ¢ temneparypoit (—19°)C, u, KOTAa B peakUHOHHON Macce ycra-
HOBHTCA yKa3sahHasi TeMIeparypa, B K00y HO KamiaM A00aBJsior 7,2 ua
BUHMJIALETATA, TIOCJA¢ Yero CMech IepeMelllNBaeTcsl NpU 3alaHHOH TeMmmepa-
Type eme 30 muH. IIo OKOHYaHHM peakKlWhH 00pa3oBaBIIMHCA PAaCTBOP OT-
GUIBTPOBLIBAIOT OT KaTajgu3aTopa, a M3 (QUIbTpaTa OTTOHAIT 2ALETOH.
OcraBuieecsl Macao pacTBopsioT B 50 ma renTana, NpH OXJaXKAEHHH M3 Da-
ctBopa KpHcTamausyercs 9,7 e 1 ¢ 1. ma. 82—83°C (Bwixonx 67,8%). Has
JaJbHeHIIel OYUCTKH ero KPUCTAJJIH3YIOT H3 3TOr0 XKe PacTBOPHUTENS.

3-xs10p-9- (a-mMeTokcustun) Kap6azon (I11). K 4 e I nobGasastor 40 M
MeTaHOJa H cMecChb KHMATAT Ha BOAsHOH 6aHe ¢ oOpaTHBIM XOJOAU/JIBHHKOM
10 mun. [lpu oxnaxjeHud M3 pacTBOpa kpucTaaausyercs 2,6 e II ¢ 7. mi
75—76°C (Bmixoa 72,2%). JlanpHeftmas ounctka II mpousBoanTCs KpHCTAl-
JM3aluel u3 MeraHnoJa.

3-xn0p-9-Bunnaxaptason (I11). 12,05 2 1 nomemwaror B koaby Kaaisze-
Ha, CHaOXKEeHHYIO MayukoM ¢ JABYMs NPHMeMHHKaMH, W HarpeBalT B BakyyMme
(5—10 mm pt. cr.). Tlpu HarpeBaHuu BHAUaJie MPOMCXOAMT paclaaBleHH
MpPOAYKTa, a 3aTeéM OTTOHAETCs YKCYCHAsd KHMC/I0Ta, KOTOpas KOHLEHCHDYeTCs
B OHOM M3 NpHeMHuKOB. [1pn nanbreiimeM narpeBanun npu 220—236°C (10)
Mm. pr. cr. orrousiercss I1I B Buje GeClIBETHOH YKHJKOCTH, KOTOpas OBICTPC
KpUCTaJAH3yeTcs B Gesoe TBepHoe BelnectBO ¢ T. 1. 57—58°C. Brixoil
8,6 2, 90% ot Teopernueckoro. Ilocie ABYX KpHCTAMJIH3auui M3 MeTaHO-
aa 111 nnasurcs npu 68—69°C, aureparyphsie gannele T. m1. 69°C [3].

BoiBo b1

(2]

1. TlokazaHo, 4TOo TNpPH peaxklUMH BHHHJaleTaTa ¢ 3-XJ0pKapbaszoom
B alleTOHe B NMPUCYTCTBHM €IKOIO KaJH OJHOBPEMEHHO 00pasyroTrcst 3-XJop-
9- (o-aleToKCUITHI) Kap6a3on H 3-xJop-9-aneruaxapdasol. ‘

2. M3ayyeno BJKSHHE YCJAOBMIT NPOBeJeHUs TpoUecca Ha 3Ty peakuuio 1
[I0Ka3aHo, YTO peilaiolliee 3HAUYEHHE [JIf HANpaBJeHHs peakilun B Ty WA
MHYIO CTOPOHY OKas3blBAlOT TeMIepaTypHble YCJIOBHsI NPOBEIeHHs Mpoiecca.

3. Bnepsble oCyIeCcTBIEH CHHTE3 3-XJ10D-9-(a-aueToKCH3THA)KapHaso-
J1a M H3yYeHBl HEKOTOPHIE ero XMMHUECKHe CBOHCTBA.

4, ITyTeM TEPMHUECKOTO PasjoKeHns 3-Xa0p-9- (a-aleToKcHsThHI)Kap-
6asoja OCYiLiecTBJeH CHHTe3 3-xJ0p-9-BuHHJAKapfasona ¢ XOPOIIAM
BBEIXOLOM.
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