BEHICOKOMOJEKYJIAPHBIE COEITUMHEHUA

Tom (A) 34 1992 Ne 10

CHUHTE3

YIK 541.64 : 547.244

©1992 r. B. A. Xy0anos, O. B. I'pununa, Ii. E. Meccepae,
P. III. Ymyposa

KAPBEOPAHCOAEPXXAIIUE TETPAKETOIUAHTMAPUIDL,
HUX IUMEPBI 1 ITIOJTHUMHUBI
HA X OCHOBE

Ilpu aumnuposaHuu B ycaosusax peakuuu Ppunens — Kpadrca asykpatHOro
MosispHOro MabbiTka muEHWIOKCHAA OMXJIOPAHTHAPUAOM M-KapGopaHanKapGOHOBO#M
KMUCJIOTBI, & 3aTEM TOJYHEHHOIO MMPOMEXYTOUHONO AHMKETOHA — M30BITKOM XJIOPAHTMA-
PHAA TPHUMEJUIMTOBONO AHTHMAPHMAA CHHTEIMPOBANH C BbIXOZOM R0 209, HOBBI rEAABKHIL
npu 421—423 K auaurvapua 1,7-6uc-(4-[4-(3,4-aukapGokcubensonno) denoxcu) ben-
souno}xapGopana u 1o 50% — Hennaskuit B — B-muMep 3TOro TeTpakeTORMAHMMAPHAA.
Ilpu aumnuposanuu audenmna u QuiyopeHa BoiAeNeHbl HOBbIE HEIUIABKME KapGopaH-
copepxawme (B—B-gumepsr) TETPAKETOAMAHTMAPHAOB. METOAAMH HHM3KOTEMMNEPATYpP-
Hoit (353 K) m mricoxotemnepatypHoit (453 K) monukoHpeHCAUMHM B OfIHY CTaaMIO C
BbixoAoM 80—90%, CHMHTE3MPOBAHBI MOMMMMMIALI, PACTBOPMMBbIE B aMMAHBIX PACTBO-
PUTENSIX U KOHLIEHTPUPOBAHHOM CEPHOM KMCNOTE, YCTOMUMBBIE K TEPMOOKMCIMTENLHOM
mectpykuun. U3 cMmeceit mopolLKOB AMMEPOB TETPAKETORMAHTMAPUAOB M AMAMHHORM-
cdenunoporo adupa MeTouoM peakUMOHHONO (OPMOBAHUS TOMYUEHL! TOJHUMHMIHBIC
npecc-u3aAeams.

BeckMa HEpCNEKTUBHEIMH IUIS CHHTE3a TIOJIMMMHIOB C YIOBHIIIEHHON YCTOM-
YYBOCTBIO K TEPMOOKHCIUTENBHOM ASCTPYKIUHN ABASIOTCA KapOopaHcomepXame
muauruppuasr [1—3]. OgHako BeemeHHe KapGOpaHOBHX TPYNIHPOBOK M ¢op-
MUPOBAHNE AaHTHAPHAHLIX FPYIN MYTEM XUAKO(DAZHOTO OKMCIECHUS AENAIOT Ipen-
JlaraeMHe TPOLECCH CHHTE3a KapGopaHCoaepXaluX AUAHTHAPHAOB TPYAOEMKHUMHU
H He oﬁecnelmnalo'r BBICOKOrQ0 BRIXOHNA IEJIEBREIX TIPOXYKTOB.

TTosToMy npepcraBasIcs ueaecooOpasHHEM CHHTES HOBHIX IMAHTHAPUIOB Gosee
OOCTYMHEIMH METOAAMHM M NOJyYEHHE HA HX OCHOBE MOJHHMUOOB M MOJUUMHUIHEIX
IpecCc-MaTepUaIoB C YJIyYIIEHHHMH CBOMCTBAMH.

CuHTe3 HOBHX KapOOpaHCOREPKAUIMX TETPAKETOMUAHTHAPHAOB M UX TUMEPOB
ocymecTBasuiM 1o peakuud Dpupena — Kpadrca apymsa mocneqoBaTeIbHBEIMH
peakiusaMu 6e3 BHIOENCHHS MPOMEXYTOUHOrO AHKeroHa. Ha mepsoit cramuu
MPOBOAMIM B3aMMOAEHCTBHE ABYX MOJICH apOMaTHYECKOTO CoeqUHEHM (mudenu,
auteHWIOKCHA, (IyopeH) ¢ OXHHM MOJEM AUMIHPYIOUIET0 KOMILIEKCA: XJIOPaH-
raapuna m-KapGopaHAMKapOOHOBOM KHMCIOTH ¢ G€3BOTHBIM XJIOPHCTHIM AJIOMH-
HHUEM NIPH CcTymeH4aToM Harpesanuu a0 393—413 K B pacreope B o-amxiop-
6enzome. Ha BTOpoil craguu MpOBEACHA KOHAEHCALHMSA TOMYYEHHONO AMKETOHA
C ABYMS MOJSMH ALUTHPYIONIETO KOMILIEKCA: 4-xs0pdopMuidTaeBOro aHruma-
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puaa ¢ 6e3BOOHHIM XJIOPUCTHM AJIOMMHHEM DIPH CTYNEHYATOM HAarpeBaHMH N0
383—413 K.

Tlocne auunupoBaHud, pasmesicHUS Gpakumit ¥ AHTHAPHAM3ALMH IOXYJaTH
KapOOpaHCOREpXAamMil TETPAKETOANAHTHADPHA M €r0 AMMEP.

Peakuusa mporekaer mo JICAYKOIEH CXeMe.
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OnTUMaNBHEIE YCIOBHS anTeaa YCAOBHS AMMEPN3AUMM M METOAH (Ppax-
IHOHMPOBAHMA OBUTH YCTAHOBJCHH HA NpPHUMEDE MOJY4YEHMA KapGopaHcomepxa-
mEero TerpakeToaMaHruapuaa [6 Ha ocHose mudeHWIOKCHAA.

C uenbls YCTAHOBJICHHS IOCTENOBATCNBHOCTH MPOTEKAHMS PEAKIMM ORI
BHAEAECH U NMPOAHANU3UPOBAH NPOAYKT, MOJYUYECHHHI HA CTaAuMH aq. Brme-
JIEHHHH ¢ BHCOKHMM BHEHIXOOOM Ma3e00pa3HBIi TEMHO-KOPMYHEBOrO LBETA
NMPOAYKT IO KAHHHIM 3JIEMEHTHOTO aHanus3a (maiipewmo, %: C 61,58; H
5,07; B 18,93; smuucaeno, %: C 62,69; H 5,22; B 20,15) u UK-cnexkTpam
(npucyrerByor moysocH 2620 (B — H), 1660 (Ar — CO — Ar) u 1500—1590
cM™ (Ar)) Omn uaeHTuduMumMpoBaH kak 1,7-6uc-[4-(4-denoxcu)Genzo-
uio JkapGopau
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Y6enusmuce B TOM, uTo cragus a peakuu (1) ¢ audeHUI0KCHTOM MPoTeEKaeT
COrMIaCHO cxeMe (2) ¢ KOMMUECTBEHHHIM BBHIXOXOM, MOCHEAYIOMIME OMBITH IIPO-
pogmwim Ge3 BBUICICHHMS NPOMEXYTOYHOrO AMKETOHa. B Tabm. 1 mpusexeHsr
YCIOBMS CMHTE3a, MO3BOJSIOIIME MPOCJAERUTh 00pAa30BaiHe TETPAKETOAMAHTHA-
pHIa M €ro JuUMepa Ha OCHOBE AM(PEHMIOKCHIA. '

TerpakapGoHOBas KHCIOTA XOPOIIO PACTBOPSETCS MPH KHIIIYEHUH B YKCYCHOM
KHCJIOTE, M3 KOTOPOM ee MOC/Te OXJAXIEHHS M (PUIBTPOBAHHMS BHICAXKHBAIHM B
TUCTHUTMPOBAHHYIO BOAY. JluMep 3TOiM KMCIOTH, ITOJAYYEHHHNI Ha BTOPOM CTaguK
peakiuu (cxema (1), crapusg 6), He pacTBOPUM B YKCYCHOM KHCJIOTE, MO3TOMY
XOpOWIO OTHETSUICA HpHM (PMIBTPOBAHMM OXxJaxmeHHoro ¢dwuaprpata. Ilocae or-
MEIBAHUS THCTHUTMPOBAHHOM BOXOM oGeux hpaxuuit, CymKH ¥ aHTHAPUAU3ALUN
B Bakyyme (1,33 ITa) nmpu 473 K nosyuanu TeTpakeTOMUAHTHAPHT H €TO TUMED.
Croiictea ofeux ¢paxiuit npusefeHd B Tabm. 1.

B HK-cnmexkTpax pacTBOpPMMOIf W HE pACTBOPUMON B YKCYCHOWH KHCIOTE
dpakuuit mocne MX aHrHAPMAM3AUUH TPHUCYTCTBYIOT HAEHTHYHHIE TOMOCHI IIO-
rmomenud 1660 cm™ (cBazp Ar—CO—Ar), 1780—1855 cM™' (aHrMapUAHLIL
k), 2620 cm™ (B—H-cBa3b).

ITo maunemM UK-criekTpockonuu, SJeMEHTHOTO aHAMM3A U MOTEHLHOMETPH-
YyecKkoro TUTpoBanus (1aba. 1), dpaxuus, pacTBOpuMas B YKCYCHOM KHCJIOTE,
6eu1a MaeHTUGHUMPOBAHA KAk AvaHruapun 1,7-6uc-{4-[4-(3,4-mukapbokcuben-
3omn0) peHokcH Joen3onno}kapbopana dopmyns 16.

Opakuusg, He pacTBOpUMas B YKCYCHOM Kucaore, He miaaekas no 573 K,
MpeAcTaBiaia co00il AaHTMAPHAHKI MPOAYKT, MO COCTABY AHAJOTHYHEIA PaCcTBO-
PHMOMY TETPAKECTOAMAHTHAPHAY, HO COCTOAIMMIA H3 MOJIEKYJ, KOHIEHCHPOBAHHBIX
mo cBa3u B—B mexay m-kap6opaHoBeiMH (pparmMeHTamu. To, UTO KOHAEHCALMS
KOHEYHOIO MPOAYKTA PEAKLHMHM MPOXOAHT MO M-KAapOOpaHOBHIM ¢parMeHTaM,
OBUIO I0Ka3aHO TMAPOJA3OM MOJYYEHHOIO AHIHADHMAA NPH KUmayeHuH ero B 0,1
H. KOH. Ilpu monHOM pacTBOpEHMH OUMEPHOrO AMKETOAHAHIMAPHAA CBs3b B—B
pa3pyirasiack M3-3a €€ THAPOJMTMYECKON HECYCTOMYMBOCTH B WICJOYHON cpene.
ITonyuanu SkBMBaJIeHT HEATPANIN3aLMHU, PAaBHE 174,35, uTo B npexeaax omuOKu
TUTPOBAHUS XOPOIIO COT/IACYETCS C TEOPETHYECKH paccuHTaHHEM (176,6), Tak
Kak mpu mesoyHoM ruppoanse gumepa (C,H,; 0,,B,0), ¢ MonekymspHoit Maccoit
1766 na HeiiTpanMzauMo© AHMMAPUAHLIX TPYNN U THAPOMU3 CBsisu B—B Heob-
xogumo 10 moseit KOH.

TakuM 00pa3oM, NpOBENEHME BTOPOM CTAAMHM CMHTE3a (CTAAUM 0) NAXE B
CPaBHUTENBHO «MATKHX» YCJIOBMAX MPHBOAMUT K 00pa30BaHMI0 KHCAOTHOM pak-
MM, HE PACTBOPUMOM B YKCYCHOH KHCJIOTE, KOTOPAs MOC/AE AHMHMAPHIN3ALMH B
BaKyyMe MACHTHQHUUMPOERAHA KAK OUMEDP TeTpakeroauanrumuapuna — (B—B-mu-
mep) —1,7-6uc-{4-[4-3,4-nukapGokcubenzomno) denokcu |6enaomno} kapbopana
dopmynu 116,

Amumuposanue gugpeHmnaa, duiyopeHa Ha cragum a cxeMH (1) mMxJopaH-
THAPHAOM M-KapGopaHAMKapGOHOBOM KMCJIOTH, a 3aTEM Ha CTaguio 6 4-xjop-
dopmundranesnM aHrMAPHAOM OBLIO MPOBEAEHO B JOBOJBHO MATKHMX YCJIOBHSAX
(tabn. 2). Bo Bcex cayuasx ObLIM BHIEMEHH HE PACTBOPUMBIE B YKCYCHOM
KUCHOTE (PpaKIUH, BEIXON KOTOPHX cocTaBadn 75—859% B 3aBHCHMOCTH OT
apoMatHyeckoro cyGerpara. UK-ciekTpht oMy yeHHHX MPOAYKTOB MOATBEPK AN
KapGopaHCONEePKAIMYIO AHTEAPUAHYIO CTPYKTYDY.

Cnenyer OTMeTHTBH, YTO NP ONpENENCHMH 3KBHBAJEHTA HEHTPAMH3ALMH
AMMEPOB TCTPAaKECTORMAHTHAPUAOB Ha ocHoBe audeHwna m ¢ayopera B 0,1 H.
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VCIoBMSL CHHTE3a M CBOMCTBA TeTpaxeroawauruapuaos 16 n 116

Tabauya 1

Temnepary- 3asepuieH- DneMeHTHLI COCTaB, %
Coegunene BPO%: M | o2 chuiresa, | HOCTS PN | gy o, T Suananeit wefrpa:
¢ HClL, % c H B
16 cragmsa a
61,58 5,07 18,93 HAuxeron (2)
11,5 25 —130 98 80 20— 25 62,69 5,22 20,15
6 222,2
cramad 62,56 4,03 12,31 s
12,5 25 — 120 100 20,8 148 — 150 62,44 3,62 12,22
116 To xe To xe To xe 47,7 He mnasutca 62,55 4,06 12,51 174.4
62,44 3,62 12,22 176,6

Hpumeuanue. B uucnaurene — HalaeHO, B 3HAMEHATENE — BBIMHCJIEHO.



KOH OTTHTPOBHBANCh TOJBKO TPH M YeTHIpe KApGOKCHJIBHEIC TPYNNBI COOT-
BETCTBEHHO. DTO, BHAMMO, CBA3aHO ¢ MAJOil CTENEHBIO NUCCOIMATMH CHHTE3H-
POBAHHEIX KapOOHOBbIX KuCIoT. OMHAKO HAHHBEIC IJIEMEHTHOTO AHANM3A HMEIOT
XOPOIIYIO CXOAMMOCTh C TEOPETHMUECKH PACCUMTAHHRIMH (Tabm. 2).

Ha OCHOBaHMHM TIPOBEACHHHWX IKCIEPUMEHTOB OBLIO MPEANOMOXKEHO, YTO HA
BTOPOIi CTENEHH PEaKUMHU MO BO3ACHCTBUEM KOMILIEKCa 4-x10pdopMudranesoro
aHruaApuaa ¢ 6e3BOAHBIM XJIOPUCTHIM ATIOMUHHMEM AINUIMPOBAHHE AUKETOHA CO-
MPOBOXAAETCS KOHACHCALMEN KOHEYHOrO AMAHTMAPUAHOTO NMPOAYKTA MO M-Kap-
60OpaHOBHIM TPYINAM, YTO MPHUBOAMT K 0OPa30BAHHIO NMPEHUMYILICCTBEHHO XMMEP-
HHX aHrMApHAHEX ¢opm dopmyn Ila u IIs.

CuHTE3 NOMMMMHIOB NPOBORMJIM IO cnoco0y Hu3akoTeMmmepaTypHoil [4] u
BHICOKOTEMIIcpaTypHOi {5 ] monuMKoHAEHCAUMH TeTpakeropuanruapuna I6 u nu-
amuHogudenmwrokenga (JAAPO). Ilonumep, NOMYyYEHHBIH METOXOM HH3KOTEM-
MEPATyPHOM KOHIEHCALMH, B HAWACHHEIX OMTUMAJIBHEX YCIOBUAX (COOTHOLICHHE
pearenTos 1 : 1, temmeparypa cunte3a 353 K, konueHtpauusa pearcHtoB 20%,
IUIMTEJBHOCTh CHHTE3a 4 4, nph mocaenosatensHoM pobassenuu JAIDO k
pacteopy muanrmapuna B JIM®A) okasanca monmummpom. B ero UK-cnekrtpe
OpPUCYTCTBYIOT mosiochl moromenus 1380, 1730 wu 1780 cm™, xapakrepHHe
g HMHAHOrO uMkja. Cheur mosocel moromeHus 2620 cM™, CBOMCTBEHHOI
cea3u B—H kap6Gopanosoro ¢parmenrta B obaacrb 2580 cM™, xapaxTepHO mIs
ceasu B—H aukapbaynnexaGopaTHoro ¢)parMeHTa, CBHAETENBCTBYET O Ipe-
ppameHud KapGopaHosoro ¢parMenra B AukapbaynmekabopatHuii. Crenyer or1-
METHTh, YTO TAKas MOCJAECAOBATENBHOCTE HNOOABJECHHA DPEAreHTOB CIIOCOOCTBYET
00pa30BaHMIO TIOMMUMUAA ¢ Gosbimeit puBeneHHoi BI3KocThio (0,5 %, -HBI pac-
tBop B JIM®A, 298 K) (0,41 mn/r), ueM npu noGaBfeHHMH NHAHCHADUOA K
pacreopy DAIDO (0,19 ni1/r) B ONMHAKOBHX YCAOBHSX CHHTE3d. DTO, BHAMMO,
CBSI3aHO C Pa3pHIXJICHHEM MOMHUMHAHHIX KAYOKOB CHJIAMH OTTANKHBAHUA OT-
pULIATENBHO 3apAXEHHBIX AukKapOayHmexkabopaTHoix ¢parMeHTOB, TaK KakK TpPH
aobaenennu auanrvapuga B pacteop JAIMO obpasyerca mosmumug ¢ kapbo-
paHoBeiMu (dparmenTamu (B UK-cnekTpe mpucCyTCTBYET mMOJIOCA MOMIOLIEHUS
2620 cM™, xapakrepHas mad cBasum B—H xkapGopaHosoro ¢pparmenta).

IMonuumng, nonyueHHwit ¢ BexogoM 70—809,, npeacrasasn coboit TeMHO-
KOpHUYHEBHI, He maBsmuiica xo 573 K mopomok, pacTBOpUMHIT B aMHMIHEIX
PacCTBOPHUTE/IAX M KOHUECHTPHPOBAHHOM CEPHOM KHCIOTE ¢ XapPaAKTEPUCTHUECCKOM
Baskocteio 0,3 aa/r (IM®PA, 298 K).

B pesysabTaTe BHCOKOTEMIIEPATYpHOI moaHKoHAeHcauun (453 K) yBenuuuts
BI3KOCTh IOJIMMMMAOB HE YOANOCh: C BHXxoAoM 60—70%, moayuuad ImMOJTHMMHA
¢ xapakrepucruyeckoit Baskocrsio 0,1 mi/r, e mnasamuiics go 573 K, pac-
TBOPHUMEBIN B aMMAHBIX PACTBOPHUTENHAX M KOHLEHTPUPOBAHHOM CEPHOM KHCJIOTE.
Moauumuan He uMaMeHdoT Maccel g0 543 K, sarem HaGmopgaerca ysenmueHue
MacCH ¢ OonsmmM 5K303¢dekToM, RocTHramImuM Makcumyma mpu 673 K, ¢
MOCTENEeHHBIM YMEHbLIEHHEM MacCH (59, Maccu monumep Tepser mpu 773 K).

Bonwuaa MOJIEKyAgapHas Macca QUMEPOB TeTpakeropuaHruapupos 1la — IIs,
HAJMYUE y3J1a CHIMBKM B UX CTPYKTYPax M HEIIABKOCTh MO3BOJAKT IOJYyYATh
MOHOJIUTHBIC IMOJTHHUMHIAHBIC npecc-oﬁpasuu nyTeM PEaKUHHOHHOIQ (bopMonamm
CMECH MOPOMIKOB AMAMUHA M AMAHTHAPHAHOTO AuMepa. [ToMIuUMUAHAL CTPYKTYpa
MOJIYYEHHHX HAMHM NpecC-H3AeaMii mokasaHa paHHeMEH WK-cmekTpockonmum u
aneMeHTHOro anamm3a. B UK-cnekrpax momumMmuaHoro kapbopaHCOmepXalnero
MpECC-U3NEAUS NPH TOHKOM noMosie opMyeMoif cMecH (pazMep YacTHI[ COCTaB-
JFIOT NpeHMyImecTBeHHO or 4 1o 30 MKM) OTCYTCTBYET MOJIOCA IOIVIOUIEHHS
KapGonnaa anrugpupHoro uukna 1780—1860 cM™, npuCyTCTBYIOT XapakTepu-
cTuyeckue mnonocs mornomenus 1500—1590 (penmnbuinit nukn), 1730—1780
(kapGoHWI MMHAHOTO LMKAA), 1660 (KETOHHBE M KETOMMMHHBIE TDYMNB) M
2620 cM™ (mornomenue cesisu B—H B xap6opamosom dparmenrte). Hanuuue
MOCJENHEH CBUAECTENBCTBYET O COXPAHHOCTH KapGOPaHOBOrO MOMMLMKAA B YC-
JoBHAX (DOPMOBAHAA U OTBEPXKICHMSI.



YCROBAA CHHTE3a W CBOWCTBA AMMEpPOB TeTpakeToaManruapunos Ila u IIs

Tabriua 2

~ _ | 3asepmen- 3neMeHTHLI cocTas *, %
Coenunenue Bp:;;: c‘p:u Teunep:;yp]g cuHTe- | e peak- | Buixon, % ° To" Ts“ Tlo“
i i uuu no HCZ C H B
ITa crapud a
4 298 96,1 64,09 4,04 12,55 683 858 973
64,79 3,76 12,68
crapusa 6
36 298 — 403 100 85,0
IIs cTagus a
100 298 93,0 65,00 4,10 13,29 658 983 1058
65,75 3,65 12,33
cragus 6
24 298—383 | 100 77,0

* B uncautene — HaiAEHO, B 3HAMEHATENE — BHIYUCAEHO.
** Temnepatypbl Hauana 0 (To), 5 (Ts) u 109%-uoi norepu Maccht (To); yraepoaucTsi? ocratok npu 1223 K cocrasun 65% pna 1la u 64% nna lls.




J/IEMEHTHHIA COCTAB, OIpPEAEHCHHBIN IS KapOopaHCOAEPXKAMWEro MOJIHHMUI-
HOTO TpEecC-M3Jeans, COXEPXAMEro B CTPYKTYPHOM 3BeHEe MOJMHMEHAA (iyope-
HOBHE (parmenTH ¢ GpyTTo-dopmynoit [(CeH,0B(N,0,) 1, 1,, xopomo cosmanaer
¢ BRIYMCICHHEM: HastmeHo, %: C 69,02, H 5,09, B 9,13: Buuucneno, %: C
69,23, H 3,84, B 10,38.

ITonyueHnHstle mpecc-U3TeNUs XapaKTEPH3YIOTCS BHCOKOM YAEABHOM NpPOYHO-
cteio Ha cxarue (111,5—119,3 MITa), teepmocteio (460—760 MIIa), tepmu-
YeCKOM YCTOMUMBOCTBIO 00pasuoe (5% Macce obpasusr tepsator mpu 793—813
K). Ilpu Harpepannu ofpasuos Ha Bosayxe o 1223 K obpasyercs a0 S0—559%
YIAEPOXMUCTOr0 OCTAaTKa.

IOunanrmppun 1,7-6uc-{4-[4-(3,4-quxapbokcubeHzomno) peHoKCH JoeH30110) Kap-
Gopana I6 u ero mumep II6 momyuyamu mo peakumn @pupens — Kpadrea B
NPHCYTCTBMH GE3BOHONO XJIOPHCTOIO AIOMHHMA B O-TMXJIOPOCH3ONE AlMINPOBA-
HHEM IBYX MOJsEi MU(EHHIOKCHIA HA TIEPBOIT CTaUU OHIM MOJIEM XJIODAHTHAPHAA
M-KapOopaHaMKapOOHOBOM KHCJIOTH, HAa BTOPOH CTAMM ALM/IMPOBAHHEM TMOJyUCH-
HOIO AHKETOHA ABYMS MOJISIMH XJIOPAHPMAPHAA TPUME/UTHTOBOrO aHruapuaa. ITocae
OKOHYAHMS PEAKLIMH TBEPABII TEMHO-3€JIEHOIO LBETA DPEAKLMOHHBIH KOMILIEKC
paspymamu cmechio HCI: H,O=1:1, oraenas o-muxnopbensonbHeiit croir. Oc-
TABIIMICH PACTBOPHTENb YAAJISIA W3 MPOXYKTA MEPETOHKOM C BOASHEIM INApOM.
Ocanok OTOUIBTPOBHBAIM, NMPOMBBAIM 18 Y, -HOM CONIHOM KHC/IOTOM, 3aTEM OH-
CTHJUTMPOBAHHOM BOMOi X0 HeiTpanbHOH peakiuy. [lomyueHHEI HeneBoit MpOgyKT
PACTBODSIM MpPH KUNSYCHHM B JIEHASHOM YKCYCHOM KHCAOTE. DKCTPAKT OXJIAXAAMHM,
(PUABTPOBANH, OTIOHSUIM YACTD YKCYCHOI KMCJTOTHL M BHICAXAAIH TETPaKapGOHOBYIO
KHCIOTY B QVICTH/UIMPOBaHHYIO Boxy. He pacTBopuMyro M PACTBOPHMYIO B JICHSTHOMU
YKCYCHOI Kucyore ¢pakuud NPOMBBATKA MUCTHUTHPOBAHHOH BONOM, CYIIMIH K
anruppusoBau B Bakyyme 1,33 ITa npu 473 K § u

HuskoremnepaTypHHI CHHTE3 NMOMMKETOMMUOB NMPOBOSWIM IO H3BECTHOM Me-
Tomuke [6], M3MEHMB MOpPSAOK A00aBIEHUS PEAreHTOB: K PACTBODY MHAHIHADHAA
B IM®A B TOKE aproHa mopuuaMy T0O0ABASAN IKBUMOJISIPHOE KOJIMYECTBO QHAMKHA.

OnHOCTAmUItHBIN METON CHHTE3a MOMMKETOMMUIAOB OCYLICCTB/ISLIM CIIEHYOMMM
o6pasoM. B Tpexropyio xosfy, CHaGXKEHHY 10 MEMAKOM, 06PaTHEIM XOJOTWIEHHKOM
M TpYOKOM AN BROAA MHEPTHOIO Tra3a, TIOMEIIAJM JKBHMOJSIDHOE KOMHYECTBO
OUAHTHAPUNA ¥ AUAMHHOIMGECHUAOKCHAA, HOOABMSIM M-KPE30a (KOHLEHTPAIUS
monoMepoR 309%,). PeakumoHHYIO Maccy, mepeMeIndBas, BHIACPXUBAMIH 4 4 mpu
453 K. Ionumep BHICAXAaM B ALUETOH M CYIUWIM AO TOCTOSHHOM MACCHI.

TTonyueHHe MOMMUMHUAHBIX KapGOpaHCOHEPXAIMMX MOHOIMTHHX Mpecc-H3ge-
SR OCYHECTBASIH M3 MENKOAMCIICPCHBIX CMECEH XUAHTHAPMAHON M AUAMUHHOH
KOMIIOHEHT NpUd MOAsApHOM cooTHomeHmu 1:1—1,5 coorBercrBenso. Cmech
3aCHIANIM B METAJUTMYECKYI mpecc-GopMy, MPECcCOBaNM MpU KOMHATHOM TeM-
nepaType U BHIACPXKHMBAIU B mpecc-GopMe B MEYM HAa BO3IYXE NMPH TEMMEPAType
473—503 K B Teuenune 5—06 u.

Usmepenue BA3KOCTH MOJMMEPOB MPOBONMIN B BUCKO3uMETpe YGGenone mpu
298 K 8 IMOA.

HK-cniekrpn cHumanu Ha cnektpodoromerpe UR-20 B tabnerkax ¢ KBr.

TepMOyCTOHYMBOCT MOMMEPOB OIpPEACASLIN Ha AepuBaTorpade; uamepenue
TIPOBOAWIM B MHTEpBane teMnepatyp 293—1273 K npu HarpepaHud Ha BO3OYXe.

IMpecc-usgenus Ha CXKATHE MCOBITHBAMY HA pa3pHBHO MamuHe ZD-10/90
no TOCT 465-78.

Hcnwitanne mpecc-usgenuit Ha tBeppocts (HB) mpoBogmnm Ha TBEpmomepe
XI1-250 mo TOCT 4670-77.
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'I/IHcmryr XUMUYECKHX HAyK IToctynuna B pemaxuuio
Pecnybmmku Kazaxcraw, 11.03.92
Anma-Ara

B. A. Zhubanov, O. V. Grinina, P. Ye. Messerle,
R. Sh. Ushurova

CARBORANE-CONTAINING TETRAKETODIANHYDRIDES,
THEIR DIMERS AND POLYIMIDES
ON THEIR BASE

Summary

The new dianhydride of 1,7-bis{4-[4-(3,4-dicarboxybenzoyl) phenoxy]benzoyl} carborane fusible
at 421-423 K and its nonfusible dimer have been synthesized with the 209, and 50% yields
correspondently by acylation in conditions of the Fridel-Krafts reaction of the double molar excess
of diphenyl! oxide with m-carboranedicarboxylic dichloride and of the intermediate diketone — with
an excess of trimellitic chloride. New nonfusible carborane-containing dimers of tetraketodianhydrides
were obtained as a result of acylation of diphenyl and fluorene. Polyimides soluble in amide solvents
and concentrated sulfuric acid and resistant towards the thermooxidative degradation were synthesized
by low-temperature (353 K) and high-temperature (453 K) polycondensation in one stage with the
80-909% yield. Polyimide moldings were prepared from blends of powders of tetraketodianhydrides
dimers and diaminodiphenyl ester by reactive formation method.
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