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Panee 6wl onucan [1] npoctoit u ya1oOHBI cnoco0 cHHTE3a 9-(p-okcu)
sTuaKap6aszona u3 Kap6asosna U OKHCH 3THJIEHA B INPHCYTCTBHH €KHX lle-
Joyeli B cpele HU3WMX anudaruyeckux KeroHoB, Caefenuii o 9-(B-okcu)
3THANPOH3BOAHBIX 3aMeUleHHbIX Kap6a3o0/i0B B JMTepaType HAM HE BCTpe-
ya/goch, XOTS MX CHHTE3 MOT MpPEeICTaBJsSTh 3HAYMUTEJNbHBI HHTEpec B Iiep-
BYIO oudepelb AJs NOJYYEHUS 9-BUHHJANPOU3BOAHBIX, & TaKKe Aaa JPYrux
ueaen.

B manHoM Hcc/aeloBaHMH HaMmu Obiaa 1MocTaBacHa 3ajnaua pa3paborarth
MEeTOJi CHHT€3a 9-(B-OKCH) 3THJBHLIX NPOU3BOAHLIX 3-XJa0p, — 3,6-AHXJI0p-,
3-0poM- 1 3,6-pu6pomMKkap0a3oNoB K3 raJoreHkap6asoyioB ¥ OKHCH 3THJEHA,
HCMOAB3YST H3YUEHHBIE paHee cnocob moaydeHus 9-(p-okcu) 3THaAKapbaso-
gaa. Mcxonneie ranoren3amMellieHHble Kap6as3oJ/a NMPUTOTOBAAMHCH 1O H3BECT-
HBIM paHee MeTOAHKaM [2, 3], NpOBEpPEeHHbIM H YTOYHEHHDLIM.

HccnenoBanne pasiuuHblX (DAaKTOPOB, BJAHSAIOLIMX HA BHIXOJ KOHEUHLIX
NPOAYKTOR OKCH3TUJIUPOBAHUS, MOKA3AJ0, YTO AJAA TNOJYYEHHS XOPOUIMX
BLIXOAOB 9-(B-OKCH) 3STUJBHBIX NPOM3BOAHBIX Ta/0r€H3aMELICHHBIX KapOa-
3ona tpebyercs cobuiofeHHe TNPUMEPHO TAKHX K€ YCJIOBHH, KakK H IpH
OKCU3THJIMPOBAHHU Kapba3oaa.

Haunbosee 3HEPrHYHO MpPOTEKAET OKCHITHIMPOBAHHME B TIPUCYTCTBHH
eAKOro Kajdl B cpele HU3MWMX aJudaTHYeCKHX KeTOHOB (aLeTOHA HJH Me-
TUA3THJAKeTOHA). [IpH 3TOM BBICOKHE CTEMEHH MpeBpalleHHst JOCTHraloTCs
3a 50—70 Mmunyt npu Temnepatrype 40—50°C, n36bITKE OKHCH ITHIEHE OKOJIO-
0,1 —0,3 MOoasi H KBUMOJIEKYJAAPHOM KOJHUeCTBe eNKOro KaJjdu. B 3Tux
VCAOBHAX HCXOAHBIH TrajoreHKap0a3os pereHepUpoBaTh TIOUTH He Y/JaeTcs.
Uucrble 3-rasoren- U 3,6-gurajores-9- (p-okcu) stuaxkap6as3onnl SBAAOTCA
6eClUBETHLIMH 'KPHUCTAJIMYCCKIMH BELIECTBAMH, He pacTBODUMBIMH B BOJE,
XOpOLIO PacTBOPUMBIMH B CIHHUPTE M apOMAaTHYECKHUX YIJIEBOJLOpPOAaX, TPYA-
Hee — B aqHdaTHUeCKHX yraeBogopojax. MaeHTHQHKaNMA npoAyKTOB mpo-
BeJeHa 10 JaHHbIM 3JE€MEHTApHBIX aHaNH30B U COAEPXKAHHIO THAPOKCHb--
HBIX rpynn (no Bepaero).

JKcnepHMeHTAAbHAs '4acTh

3-xaopkapb6asoua

B kon0y, cnaGKeHHYIO OOpATHBIM XCJOAMJBHHKOM, MeEUIAJAKOH ¥ Ka--
neJbHOH BOPOWKOH, 3arpyxKanock 50 e kap6asona u 350 mz xmopodopma.
ITocne Harpesanus go 30°C mpu HepPrHYHOM pa3MELUIMBAHHH NPUIHBAJIOCH.
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no Kamaam 47,3 e xJjopucroro cyaspypuna. OgnoBpeMeHHO NPOAOAKAIOCH
HArpeBaHHe € TAKOH CKOPOCThIO, YTOOLI K KOHUY NpUGaBieHHs TeMmepaTrypa
gocturaaa 50°C. 3arem cMechb KHMATHAACHL B TeueHHe yaca. [locsae oxaax-
JEeHUS BbIMaJ KPUCTamaudeckHit ocaiok ¢ T. ma. 189°C, kotopwiii mociae
MepeKpUCTAIIU3aUMK U3 3Tanona fan 26,2 r seuiecTBa ¢ T. mia. 192—193°C.
W3 mMaTouHoro pactsopa AOMOJHUTEJNbHO H3BJjedeHo 6 e 3-xaopkapbaso.a.
O6uwHi BBIXOJ cocTaBua H529% OT TeopeTHYeCKOro (o JUTepaTyPHBIM Adli-
HBIM, 3-xJopKapGason maaButca npu 192---193°C [2], 195°C [4]).

3-XJIOP-9-(B;OKCI/!') stuakap6asoa -

B x046y H3 TepMOCTOHKOro cTek/aa 3arpyxanoch 44 e 3-xJopkap6Hazo-
aa, 90 ma aueroHa u 12,3 e eakoro xamau. [locnhe oxmaxnaenus no 0°C BHO-
cuioch 12,6 ma okucu stumexa. Koaba nmjaoTHO 3akphiBasach U BbIAEPXKH-
Badacp 1 wac B Tepmoctarte npi 45—50°C. [Tocie oxnamieHHs PeakUHOH-

.Hag Macca BBIJIHBaAJAdChb B BOAY, 3aTBepIA¢BlIag MacCCa NPOMbLIBAJIACDH BOLOII

10 ocBOGOXKAEHUS OT lejgoud. Bbixoa fpoaykra c¢ T. mia. 84°C cocras-
asaa bl e. Ilocne neperoiku B BakyyMe npu 220—230°C (4—35 mm pY. cT.)
co6pano 44,1 ¢ Bewecrsa ¢ T. . 92—93°C. IlepekpucTaniusalus U3 cMecH
6ensona u Gensuna (1:1) paer 37,5 ¢ (69,59% oT TeopeTHueckoro) 3-x/op-
9- (p-okcu) sTHAKap6aszona c¢ 1. mi. 92,5-—93°C. Anaauanl: HailleHo
9% :N5,50; Cl113,90; OH®6,70. C4H.0NCl. Brouncaeno 9 :N5,T;
Cl14,4; OH®6,93.
3,6-nuxaopxap6aszoan

B koa6y, cHaGXeHHYI0 MeliaJaKoi, o0paTHBHIM XOJIOJHJAbHHKOM H Ka-
NesibHOM BOPOHKOH, 3arpyzKajoch 75 ¢ kapbasosa u 625 ma xaopocdopma.
ITocsie nmarpeBanust 1o 50° ¥ 3HEPTHYHOM MEePeMEIIHBAHHM IIPHJIHBAIOCH
B TeueHHe 5 MHHYT 76 ma xqaopuctoro cyabdypuna. PeaxumonHas macca
nepememtuBanacy 40 Mmunyr opu 50°C M 3aTeM KHOATHJAAch B TedeHHe | 4a-
ca. Ilocie oxmaxkaenua Buindno 81,3 ¢ KpUCTaMITHYECKOTO Ocarka ¢ T. ILI.
190-—193°C. Tlpu mepekpucTaAAU3aNKUKH H3 3TaHOJA, & 3aTeM H3 JeldHOH
VKCYCHOH KHCJOTH noayueHo 28 2 GecUBETHBIX HIV 3,6-AuxJopkapbasona
¢ T. na. 204—205,5°C. M3 maroynoro pacTeopa HOINOJHHUTENbHO H3BJEKA-

Jock 18,7 v Bemecrsa, O6wuil BEIXox cocTasua 50% 0T TeopeTHYeckoro (Io

JUTEepPaTYpPHBIM JAaHHbIM, 3,6-auxjopkap6ason maasurcs npu 202—203°C
12, 6, 7, 8 9], 203°C [10], 206°C [11]).

3,6-nuxaop-9-(p-okcH) 3TuaKapbasod

B Kon6y w3 TepMoCTOHKOro creknaa sarpyxadnoch 100 e 3,6-nuxaopkap-
tasosa, 23,6 ¢ nopouikoo6pasHero eakoro xajau U 200 ma METHIITHIKETO-
Ha. [Tocae oxmamagenusa mpo 0° BHocusaock 21,2 ma oxkHoOd 3THAeHa. Konba
IIOTHO 3aKpbiBasach H BeiAepausadach 50 Muuyr B tepmocrare npu 50°C.
Iocqae oxaaxaeHus coleprumoe KOJObI BbIAMBaJAOCh B BOAY H BbillaBuias
3aTBepAEBlIasi Macca NPOMbIBAJAch BOJOH [0 OCBOGOKAEHHSA OT LIeJOYH.
Breixox mpoaykta ¢ T. na. 139—140°C cocraBasa 110 e. Ilocae nepexkpu-
cTajuIM3alud w3 3TaHoqga noaydeHo 91,2 e (809% oT TeopeTHUECKOTroO)

' 3,6-guxaop-9- (p-okcn) 3THAKap6Ga3oa B BUAE TOHKHX GeCcUBETHBIX HIVI®

¢ 1. . 160—162°C. Ananussl: HafineHo % : N 4,94; OH6,15. C,;Hi1ONCl..
Briuncaeno % :N 5,0; OH6,07.

3-6pomkapbason

Cwmech 16,7 ¢ kapbasoaa, 17,8 e 6pomcykuunumuia u 0,18 2 nepekucu
feusousa B 270 ma CyXoro YeTbIPeXXJOPHUCTOrO yrjepoa KHIATHIACD
i uac Ha BoastHo# OaHe. [locse oxJaxKA€HUS peaKLHOHHAsd Macca (QPHALTPO-
Ba/ach M OCaJOK Ha (PHILTpe NMPOMBIBAJCA ropsiyell BOJAOH AJAs yaajeHHd
cykuuanMuaa. Beixoa ceiporo nmpoaykra 18,5 e. Ilocie TpexkpatHo# mepe-
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KPHCTAJLIM3alMKM W3 3TaHoja BhlAedeHo 7,38 ¢ (309 oT TeoperHuecKoroy
3-6pomxap6azoaa ¢ T. na. 194—195°C  (no JnTepaTypHLHIM JIaHHBIM),
3-6pomkap6ason naasBurcs mnpH 194-—-195°C  [4,15], 195—196°C [12],
197—198°C [13].

3-6poM-9-(p-okcu) atuakapbasoa

B konby K3 TepMOCTOHKOro cTeksaa moMelnasnock 12,5 e 3-6pomkap6a-
3001, 25 ma aueroHa u 1,12 e. eaxoro kKaau. Ilocae oxuaxaenus fo 0°C
BBOAUJOCH 9,5 ma OKHcH 3Tugdena. IIAOTHO 3aKpbitas Kouba BHAEPKUBA-
Jach B TeueHHe uaca B TepMocTaTe npH 55°C ¥ 3aTeM peakuMoHHas macca
BBIINBaJach B BOAY, I'Ae 3aTBepjeBaJia.

Beixox ceiporo npoiaykra (T. ma. 104°C), npoMBHITOTO BOJOH [Jsi OCBO-
OoXAeHHs1 OT [eqouyu, cocTaBua 15 e. [Ipu neperonke B Bakyyme IpH
240—245°C (5 mm pT. CT.) OTOrHAHAa BsI3Kasd KHJAKOCTb, 3aTBepleBuUIas
npu croauuu. [locae nepekpucraniuzaluuud W3 OGEH3UHA W 3aTeM H3 CMecH
6eHsosia ¢ #H-rekcadom (1 :1) BeiZeneno 9,17 2 (619% orT TeopeTmuecxoro)
3-6poM-9-(p-okcu) atuakap6asona ¢ T. mi. 128, 5—129°C. Ananusbl: Hall-
aeHo %: Br 25,57; OH 6,27. C;sH o NBr. Buiyucaeno %: Br 27,6; OH 5,90.

3,6-nu6pomxkapbason

Cwmech 33,4 e kapGasoaa, 68 2 Opomcyknuaumuna, 0,36 e nepexucH
oenzousna u 400 m4 UeTHIPEXXJOPHCTOTO yIiepoaa KUNATUIACH OJMH Yac Ha
BoasHol OGame. OxnaxKieHHas peaklHOHHas Macca (UILTPOBaJachb, 4 OCTa-
TOK MPOMBIBaJCH ropsiyeil BOAOH AJsi yAaneHus cykuuHumupa. Ilocae asy-
KpaTHO# nepekpHCTaJJIM3allHU H3 3TaHOAa noaydeHo 32,6 e (51,5Y% or
TeopeTuueckoro) 3,6-aubpomkapbaszona ¢ 1. mi. 208,5-—209°C (o saurtepa-
TYPHBIM AaHBBIM, 3,6-aub6pomkap6azon maasuTes 1npu 208—209°C [5],
211—213°C {13].

36-1ubpom-9-(p-oKkcu) stuankapbason

B koa6y u3 tepMocTOiKOTo cTek/aa 3arpyxkaercs 15 e 3,6-1ubpomkap-
0asona, 2,55 2 egkoro kaau u 30 ma auerona. Ilocae oxaaxaenus no 0°C
BHOCHTCA 2,7 MA OKHMCH 3THJeHA. [1M0THO 3akphiTas Ko/j0a BBIIEepXKUBAETCS
B Tedenue 50 munyt B TepmocraTe npu 50°C. Conpepxkumoe KoJaOGbI T1ociae
OXJlaXJAeHHUs BblIMBaeTcsd B BOAY, M ocagok (17,6 e) oTmbiBaeTcs OT LIEJIO-
yu. [locse nepexkpucraanuzauuu U3 cMecu Oensonqa u rekcana (1:1) momy-
yeHo 11,1 2 (65,5% ot Teopernyeckoro) 3,6-aubpom-9-(B-ckcu) 3THAKapOa-
sogqa c 1. ma. 168—=169°C. Awnanusnl: na#geno % :Br42,64; OH5,04.
CisH;iNBry. Buiuncaeno 9 : Br 42,3; OH 4,6.
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