BY 10685 C1 2008.06.30

OIIMCAHHUE PECIIVBJIMKA BEJIAPYCE 1) BY (11) 10685
N3OBPETEHUS 13 C1
K IHATEHTY 46) 2008.06.30

12
(12 (51) MIIK (2006)
HALIMIOHAJIbHBIIA LIEHTP € 07C 51/083
WHTEJUIEKTY AJIbHOV C 07D 307/00
COBCTBEHHOCTH
(2] CIIOCOB NOJIYYEHUSA JTUAHTUIPUJIA BUIIUKJIO[2,2,2]-
OKT-7-EH-2,3,5,6-TETPAKAPEOHOBOU KUCJIOTbI
(21) Homep 3asBku: a 20060572 (73) IMatenToobnanarens: YupexaeHue oopas3o-
(22) 2006.06.08 BaHus "benopycckuil rocynapcTBEHHbIH
(43) 2008.02.28 TexHojornueckuit yausepcuretr” (BY)
(71) 3asBuTenb: YupexaeHue o0pa3oBaHuUs (56) Goldstein M.J. et a. J. Am. Chem. Soc. -
"benopycckuii rocyapcTBEHHbIH TexX- 1965. - V. 87. - No. 9. - P. 1925-1933.
HoJiornueckuii yausepcurer (BY) Kranjc K. et al. Heterocycles, 2002. -
(72) ABtopsr: Kpytbko DnbBupa TUXOHOB- V. 58. - P. 183-190.
Ha, Kapckas Tamapa AnekcaHApOB- Bahl A.K. et a. J. Chem. Soc. (C), 1971. -
Ha; [Ipokonuyk Hukonait Pomanosuy; P. 2268-2271.
I'mo6a Amnacracusi BanoBHa,; Lllypko US 4086250, 1978.
Oumnera Bukroposna (BY) SU 1759831 A1, 1992.
(57)

Croco6 monydeHus AuaHruapuaa Ouimkio[2,2,2]-okr-7-eH-2,3,5,6-rerpakapOoHOBOI
KHCIIOTHI ITyTE€M B3aWMOJCHCTBUS O-NHUPOHA C MaJEHHOBBIM aHTHIPHUAOM IIPU TEMIIEpaType
190-195 °C, npu KOTOpOM O-IIUPOH IO KAIJISIM BBOJAAT B PaCTBOP MaJIEGMHOBOT'O aHTUAPUJA B
nuoktundranare.

N306perenne oTHOCUTCS K 001aCT CHHTE3a MOIUIIUKINYECKUX MOJIMKAPOOHOBBIX KHUCIIOT, a
UMEHHO K MOJIYYCHHIO AMaHruapuaa oOunukio [2,2,2]-okt-7-eH-2,3,5,6-TeTpakapOoHOBOIA
KHCIIOTHI - MOHOMEpA JJIsi CHHTE3a TEPMOCTONKUX MOIUMEPOB, OTBEPAUTENS AMOKCHIHBIX CMOJI,
Moau(HKaTOpa ATKUIHBIX CMOJ H JIP.

CuHTe3 AMAaHTUAPUAOB OUIMKINYECKUX TeTPaKapOOHOBBIX KUCIOT MPEACTaBISETCS A0CTa-
TOYHO CJIOKHBIM M3-3a €0 MHOTOCTaIUHHOCTH.

N3Becren crnoco06 mosydenus auanruapuna ounmkio [3,3,0]okran-2,4,6,8-retpakapoo-
HOBOHM KHCJIOTHI M3 rekcaruapo-1,4,5,8-5k30, sumo-qumeranon-Hadranuaa [1]. OgHako BBIXOJ
I[EJIEBOT0 MPOYKTa HEJJOCTATOYHO BBICOK.

W3BecTeH Crmoco0 moydeHus: AuaHruapuga ounukio [2,2,2]-okr-7-eu-2,3,5,6-terpakapbo-
HOBOI KHCIIOTBI ITyT€M B3aUMOJICHCTBUS MUPOHA-2 U METHIIOBOTO 3(hrpa KyMaIMHOBOU KUCIOTHI
C MaJICMHOBBIM aHTHUAPUAOM B Toiryose [2]. OmHaKko BBIXOM IEIEBOTO MPOAYKTa OBLT HEAOCTA-
TouHO BbicOKUM (50-86 %0).

Haubonee 61M3KUM 110 TEXHUYECKON CYITHOCTH K JaHHOMY M300PETCHHIO SIBISIETCS CIIOCO0
MOJyYeHUsT TUaHTuApuaa Ounukio [2,2,2]-okt-7-eH-2,3,5,6-TeTpakapOOHOBON KHCIOTHI B3au-
MOJIeiCTBHEM O-TIUPOHA C MAJCHMHOBBIM aHTHIPHUIOM B JUMETHI(PTAIATE C MOCISAYIOmEeH OT-
TOHKO# pactBopuTenss B Bakyyme [3]. OmHako BBIXOJ IICJIEBOrO MPOJYKTa COTJIACHO 3TOMY
Croco0y HeIOCTaTOYHO BhICOKHH (110 85 % OT TeopeTUYEeCKH PacCYMTAHHOTO).

3amauell TaHHOTO HM300pETEHUs SIBISETCA TOBBINICHHWE BBIXOAA AMAHTHUIPHUAA OHUITUKIIO
[2,2,2]-0okT-7-eH-2,3,5,6-TeTpakapOOHOBOI KUCIOTHI.
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[TocTaBneHHas 3aaua TOCTUraeTCsl TEM, YTO MOJYyYCHUE TUAHTHApUAa OUmKIo [2,2,2]-0KT-
7-en-2,3,5,6-TeTpakapOOHOBOI KHCIOTBHI OCYIIECTBIISIETCS ITyTEM B3aMMOJACUCTBHUS O-IIUPOHA C
MaJIGMHOBBIM aHrupuaoM npu Temmeparype 190-195 °C, npu koTopoM O-IHPOH MO KaIlIsM
BBOJIAT B PaCTBOP MaJ€MHOBOI'O aHTUAPUAA B TUOKTHII(TANIATE.

Hcnonp3oBanue quokTwidranara B KauecTBE Cpelbl JUIs MPOTEKaHUS B3aMMOJAEUCTBUS Of-
MUPOHA C MaJCMHOBBIM AHTUIPUIOM OOECIIEYMBAET BO3MOXHOCTbH CO3JAaHUS TEMIIEPATypHOTO
moJisi peakroHHO# 30HbI B npenenax ot 20 no 380 °C npu HOpMaNBHBIX YCIOBHSIX, TOCKOJIBKY
IHOKTHI(TANAT - BRICOKOKHITAIINI PacTBOPHUTENH ¢ TeMneparypoid kunenust 229 °C/4,5 mwm pr.
ct. [4] u 385 °C npu HOpMasbHBIX ycioBusX [5]. OH He pasznaraeTcs U He UCHApSCTCs IPU TeM-
nepatype cuHTe3a auanruapuaa 190-195 °C, kpome TOro, mpu HOPMaJbHBIX YCIOBHSIX - 3TO
BSA3Kasl )KUJKOCTh, M OHa B OOJIbIIEH CTETIEHU YeM JApYyrue pacTBopuTesn odecrneunBaer "3ddexr
KJIETKH' ', T.€. CIIOCOOHOCTh YJEPKUBATh PEAreHTHI APYT BO3JIE JIPyra, COCOOCTBYS UX B3aUMO-
JEUCTBUIO Oylaromapsi MOHWKEHHON Auddy3un B BSI3KOW Cpejie, YTO, BEPOSITHO, U TO3BOJIAET
JOCTHYb YBEIMUYEHHSI BHIXO/1a LIEJIEBOTO MPOAYKTA.

N300peTenne WLTIoCTPUPYETCs CIEAYIONMMHA KOHKPETHBIMU TIPUMEPAaMH HCTTOTHEHHS.

IIpumep 1.

19,6 r (0,2 monp) ManenHOBOTO aHTHApUAa pacTBOpstOT B 50 I nnokTmidranara, HarpeToro
1o 195 °C. 3arem B pactBop 1o kamisim BBoasaT 9,6 r (0,1 mosb) a-nupona. Peakuus nmpotekaet
MTHOBEHHO ¢ OypHBIM BbiiereHneM CO; M BBINAJACHHWEM B OCAJOK UAHTHUAPHUAA OHIMKIIO
[2,2,2]-0oxT-7-eH-2,3,5,6-TeTpakapOOHOBOI KUCIOTHI.

Ocanok oTHUIBTPOBHIBAIOT, IPOMBIBAIOT TUAITHUIOBEIM 3(UPOM. BBIX0 1IeneBOro mpoaykra
cocrapiset 23,31 1 (94 % oT TeOpETUUECKH PACCUYUTAHHOTO).

T.mn. 374-382 °C.

Brruncieno: % C 58,6; H 3,22.

Hatineno: % C 58,1; H 3,21.

IIpumep 2.

19,6 r (0,2 mosp) MazenHOBOrO aHrHapuaa pactBopstoT B 50 r muokTuindTanara. PactBop
Harpesator 10 190 °C. 3atem B pactBop no kamisim BBoaar 9,6 r (0,1 monp) O-nupona. Pe-
aknnoHHYI0 cMech BoiepkuBaroT pu 190 °C B Treuenune 40 MuH. BBIX0o/ 11€71€BOTO TPOTYKTA
23,311 (94 %).

T. . 374-382 °C.

Brruncieno: % C 58,6; H 3,22.

Haiineno: % C 58,04; H 3,19.

[TpoBenenue mpornecca npu temrneparype Hmwke 190 °C npuBoaAUT K HEOOXOIUMOCTH 0OJIh-
meid, yem 40 MUH TPOJOIDKUTEIFHOCTH CUHTE3a. [IpoBeneHne nporecca mpu TeMIepaTrype BbI-
me 195 °C neuenecoobpasno, Tak kak u npu 195 °C peakuusi npoTekaeT MTHOBEHHO U OypHO ¢
BbIX0A0M 10 94 % 11e5eBoro npoayKra.

[Mpeaymaraemplii ¢rmocod MOIYYEeHUS TUAHTHUApPUAA OUIMKIO [2,2,2]-0kT-7-¢H-2,3,5,6-TeTpa-
KapOOHOBOM KUCIIOTHI MO3BOJISIET YBEITMYUTD BBIXOJI IesieBoro npoaykra ot 50-84 % mo 94 %. K
TOMY K€ LIeJIeBOM MPOIYKT BbIMAJaeT B OCaJOK, Onarojaps yemy OTIaaaeT HeoOXOAUMOCTh B
BaKyyMHOH OTIOHKE BBICOKOKHMITAIIETo pacTBopuTtess. Kpome Toro, aHHbli crocob mosyuyeHus
IWAHTHIPHU]IA TIO3BOJISIET 3aMEHHUTH AKOJIOTHUECKH HeOe30IacHbIe PacTBOPUTEIH, NCIIOIH30BAB-
Mecs A TAaKUX CHHTE30B paHee, Ha HKOJIOTHYECKU Oe30IacHbIi, B HACTOALIEEe BpeMsl paspe-
IICHHBINA K UCTIOB30BaHUIO PACTBOPHUTENb - THOKTHII(PTAIIAT.

JlanHOE M300peTeHHE MOXKET OBITh HCIIONB30BAHO HA TMPEANPHUATHSAX MHUKPOIICKTPOHHOM
npomsbituieHHOCTH - [10 "Unterpan”, [10 "T'opuzont” (r. Musck), [1O "Butsss" (r. Butebck), a
TaKKe MAIIMHOCTPOUTEIbHOrO Komiuiekca - PYIT "MT3", "MA3" (r. Musck), 3AO "Arnant"
(r.Munck), CynoctpoutenbHbiii 3aBoj (r. [TuHck) u ap.
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