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IIpennosxen HOBBIH MeTox cunTe3a 8,9,12-Cl5-1,2-C,B,Hy B aBTOKIaBE B cpesie YETHIPEXXIOPHCTOrO yraeposa B IpH-
CYTCTBHH XJIOPUCTOTO allfOMUHUS nipu Temmepatype 140—150 °C 6e3 ucnonb3oBaHus xJjopa 3a 12 4. B pe3ynbsrare peakiiuu
metonom KX sadukcuposano coenunenue 8-CHCI,-9,12-Cl,-1,2-C,B,H,. Hdebopuposanue 8,9,12-Cl;-1,2-C,B, H,
n 8-CHCl,-9,12-Cl,-1,2-C,B,jHy B meno4HoM pacTBOpe CoUpTa MPUBOJMT K H100-CTPYKTYPaM, BBIIETECHHBIM B BUJE CONEH
Me,N'[1,5,6-Cl;-7,8-C,BoH,]~ u Me,N'[1-CHCL,-5,6-C1,-7,8-C,BoH,]~ ¢ Bbixogom 41 1 39% cOOTBETCTBEHHO.
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A new chlorine-free method for the synthesis of 8,9,12-Cl;-1,2-C,B,,H,, including autoclave heating for 12 h in carbon
tetrachloride in the presence of aluminum chloride at 140—150 °C has been suggested. The presence of 8-CHCl,-9,12-Cl,-1,2-
C,B,H, in the reaction mixture has also been detected by GLC. Deborination of 8,9,12-Cl;-1,2-C,B, H, and 8-CHCI,-9,12-
Cl,-1,2-C,B,,H,y by alkali alcohol solution leads to nido-structures isolated as salts Me4N+[1,5, 6-Cl1;-7,8-C,ByH,y] and
Me4N+[1—CHC12—5,6—C12—7,8—C2B9H9]’ with yields of 41% and 39%, respectively.

Keywords: carborane, deborination, method for the synthesis of 8,9,12-Cl,-1,2-C, B, H,.

lanorenzamenieHHbIe KAPOOPAHBI UCTIONB3YIOTCS B PAIMOAMATHOCTUKE U JTYyUCBON TEpPaIMK Oy X0-
JIeH, a TaKXKe B IIpoIleccax mepepadoTKH BRICOKOAKTHBHEIX OTXOJ0B aTOMHOM 3HepreTuku [1]. B HacTo-
AIee BpeMs B JINTEpaType ONMHMCAH PAJI TIOAXOJ0B K CHHTE3Y MPOU3BOIHBIX opmo-KapOopaHa, coaepiKa-
mux cBsizu B—Cl: poToxumudeckoe xopupoBaHue nox aeiicteuem YO-obmyuenus [2—4], xaopuposa-
HUE 3JIEMEHTApHBIM XJIOPOM MM cMemanHbiMu ranoreHamu (CIF) B mpucyrcTBum kucnot Jlstouca
[5, 6], kaTanuTHYeCKOE XIOpHpoBanue xnopopranndeckumu pearenramu (CHCL;, CCly) [7], neiicteue
CuCl Ha nomompou3BoaHEIC opmo-KapOopana [8, 9] u numazokapbopanoBsie conu [10, 11], B3aumomeii-
crBue xyopaekadbopana 2-Cl-B, H,; ¢ aneTunenoBeiMu 1pou3BoaHbIMH [12], X10p0onu3 kapbopanunap-
cuHoB [13]. O630p nmocneqHNX JOCTHKEHUH B 00JIaCTH CHHTE3a IaJIOTeHUPOBAHHBIX COEIUHEHUH opmo-
kapOopaHa npusezneH B MoHorpadusix [1,14]. C momombio nepeuuciIeHHbIX METOA0B OblI HONTYUYEH Psij
MOHO-, TU-, TPH-, TETPa-, IEHTa-, OKTO- U JICKaXJIOP3aMEILCHHBIX OpmMo-KapOOPaHOB U HEKOTOPbIE UX
C-3aMerieHHbIe TPOU3BOIHEIE.
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MHor#ue U3 THX METOAOB TPEOYIOT CIOKHOTO aIapaTypHOro 0(hOpPMIICHH ST, HCTIOIh30BaHUS BRICOKUX
TEeMIIEpaTyp, IIPH 3TOM MPOIIeCcC CHHTE3a MpoTeKaeT MemIeHHo. Kpome Toro, 11t 60bIIMHCTBA CHHTE-
3MPOBAHHBIX XJOPIPOU3BOAHBIX OpmMO-KapOOpaHOB B IUTEPATYPE OTCYTCTBYIOT CIIEKTPaJIbHBIC TaHHBIC
SIMP !B, koTopsle BecbMa HH(OPMATHUBHBI JUIs YCTAHOBIIGHHS MOJIOKEHMS aTOMOB XJIopa B KapOopa-
HOBOM KJjiactepe. B cBsizu ¢ 3TuM co3anue HOBBIX 3(()EKTHUBHBIX METOJIOB CHHTE3a XJIOPKapOOpaHOB
U uaeHTu(UKaIms coequHeHnit metonom SIMP lig MPEACTABIACTCS aKTyaJIbHOM.

Ilens HamIel paboOThI — pa3pabOoTKa HOBOT'O TIOAX0/Aa K CHHTE3Y XJIOp3aMEIIeHHBIX opmo-Kapoopa-
HOB, a TaKXe HuccienoBanue aebopupoBanus 8,9,12-Tpuxinop-1,2-gukapba-xro3o-noaexadopana(l2)
8,9,12-Cl;-1,2-C,B,Hy no nuoo-knacrepa, Me4N+[1,5,6—Cl3—7,8—C2B9H9]’, KOTOPBIA MOXET CIYXHTh
JIUTaHJIOM JUJIsI TIOJTYYeHU ST MeTaJllIakapOOpaHoB.

Hamu m3ydena peakius XJIOpUPOBAHUS opmo-KapOOpaHa YeThIPEXXJIOPUCTHIM YTIIEPOJOM B IpPH-
cyrcteuu Karanusaropa AlCl; B aBToknaBe 3 Hepxkaperomei cranu (Fe u Ni — OCHOBHBIE METAILIBI).
Ha nepBonauaibHOM dTane ObIIN ONMpEeeHBl YCIOBUSI, IPH KOTOPBIX XJIOPUPOBAaHUE MPOTEKACT HAH-
6onee aktuBHO. Okazanock, uto npu 60—80 °C mponecc He uzaet. [Ipu 100 °C yepes 7,5 4 mpoucxoaut
oOpa3oBanue 7% MOHO- 1 7% IUXJOPUPOBAHHBIX coenuueHui, mpu 120 °C yepe3 12 9 obiee koauye-
CTBO MPOAYKTOB XJIOPUPOBAHUs B peaKIMOHHOW cMecu pocturaeT 80%, a mpu 140-150 °C peakus
UJeT HanOoJiee akTUBHO U 3a 6 9 IPOTEKaeT MoJTHAs KOHBEPCHS HCXOTHOTO opmo-Kapoopana. Ha ocHo-
BaHUH JIAHHBIX XPOMATO-Macc-crekTpockonuu u SIMP !'B ycraHoBieHo, 4TO B 9THX yCI0BUAX 00pasyeTcs
CMECh JABYX OCHOBHBIX ITPOYKTOB: IUXJIOP- U TPUXJIOPITPOU3BOAHBIX [9,12-nuxmop-1,2-nukapba-x.1030-
noaekadopan(12)] 9,12-Cl,-1,2-C,B,H,, 1 u [8,9,12-tpuxnop-1,2-nuxapba-xr030-noaexadopan(12)]
8,9,12-Cl,;-1,2-C,B,Hy 2, B cooTHomenuu ~ 1 : 1. B moxoxux ycnousx [7] odpasyercss JUXJIOPIPOH3-
BOJIHOE C BBIXOIOM 79%, MOSTOMY MBI CUMTAeM, YTO M B HAIlIEM CiIydae MPOAYKT 1 Takke sSBISeTCA
9,12-nuxnop-1,2-nukapba-x1030-10eKad0paHOM.
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CoryracHO JaHHBIM XPOMAaTO-Macc-CIEKTPOMETPHUH Ha TIEPBOM 3Tarle XJIOPHUPOBAHHS B CMECH CO-
aepxkanuck cnenyromue nponykrel: 9,12-Cl,-1,2-C,B, H,, 42 % B cmecn, m/z = 213), 8,9,12-Cl,-1,2-
C,B,,Hy (47 % B cmecu, m/z = 247), a TakKe PerMOU30Mep TPUXJIOPIIPOU3BOAHOTO (2 % B cMecH, m/z =
247), rerpaxsopnpousBogHoe (2 % B cmecu, m/z = 282) u, o-BUIUMOMY, IPOU3BOIHOE [§-AMXIOpMETaH-
9,12-nuxnop-1,2-mukap6a-xiozo-noaexadopan(12)] 3 (5 % B cmecu, m/z = 292).

ITpu mocenyromem XJI0pupoBaHUK HOJTydeHHON cMmecH B Tex ke ycnosusx (CCly, AlCL,, 140-150 °C,
ABTOKJIAB) Yepe3 6 4 METOJIOM XPOMATO-MacC-CIIEKTPOMETPUH B PEAKIIMOHHON CMECH UJICHTU(DUITMPOBAHO
TaK>Ke J]Ba OCHOBHBIX BEILECTBA B COOTHOLIEHUHU 65:19 — TpUXJIOPIPOU3BOIHOE 8,9,12—Cl3—1,2—C2B10H9
2 1 coeMHEHME, COAEPIKaIee NUXIOPMETHIIBHBIA 3amectutens 9,12-Cl,-8-CHCl,-1,2-C,B, Hy 3, na-
Py C HE3HAUUTEIBHBIM KOJIMYECTBOM JIPYTHX MPOAYKTOB XJIOPHPOBAHUS (Ta0IUIIA).

OcHOBHBIE MPOAYKTHI 10 JAHHBIM XPOMATO-MACC CIEKTPOMETPUH

Bpewms BeIx0oza BemecTBa CopnepkaHnue OCHOBHBIX BELIECTB y Haunbonee MHTEHCHBHBIN MOJICKYJISIPHBII HOH CPEAH
Ha KOJIOHKE, MUH B CMECH, % me «U30TOIHBIX KJIACTEPOB»
19,16 4 213 9,12-C12-1,2-C2B10H10
21,67 65 247 8,9,12-Cl,-1,2-C,B, H,
22,51 19 292 8-CHCI,-9,12-C1,-1,2-C, B, H,
23,80 4 281 8,9,10,12-CI,-1,2-C,B, ,H,
24,62 6 326 8-CHCl,-9,10,12-Cl,-1,2-C,B, Hy
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W3zBecTHO, uTo YD-XxN0pupoBaHue KaMy(QIUPOBAHHOIO METHIIBHOTO napa-kapoopana, 2,3,4,5,6,7,8,9,
10,11- Me,,-1,12-C, B, ,H, ocranaBiuBaeTcs Ha BBEEHHHU JBYX aTOMOB XJIOPa B METUJILHBIE 3aMECTUTEIIH
¢ obpaszosanuem 3,4,5,6,7,8,9,10,11,12-(CHCL,),,-1,2-C, B, H, [15]. DT0T dakT 00bACHAETCA OOMBIIMMU
CTEPUUYECKUMHU NMPENATCTBUAMHU, KOTOPBIE CO3/IaBAIM TPETUH aTOM XJIOpa B YIJIEBOJAOPOIHOM 3aMECTH-
tene. C yMEeHbLIEHHEM pa3Mepa TrajioreHa, Kak B ciryyae (pTopa, MOKHO 3aMEHUTH TPH aToMa BOAOPO-
Ja METHJBHBIX TPYMI, YTO MOATBEpKAaeTcs (TOPUPOBAHHEM JACKAMETHJIBHOTO napa-KapOopaHa
3,4,5,6,7,8,9,10,11,12-(CH,),,-1,12-C,B,jH, ¢ obpa3oBanuem ¢(ropupoBaHHOro mnpoussoaHoro 3,4,5,6,
7,8,9,10,11,12-(CF5),,-1,12-C,B,,H, [16]. Mcxoas u3 nepeunciaeHHoro BoIlIe, CTAHOBUTCS MOHATHBIM Ha-
nuuue auxjaopmerunenosoii rpynnsl -CHCI, B coequnenun 8-CHCI,-9,12-Cl,—-1,2-C,B, H,,.

Crpoenue coenMHeHUN 2 U 3 yCTaHOBJIEHO HA OCHOBaHUM JJaHHBIX Macc-cnekTpoB. CoeanHeHue 2
oxapakTepusosano crekrpamu AMP 'H, "B, "B-"B u ''B-!'B COSY.

B MK-criekTpe cMecH coenuHeHuit 2 1 3 HAeHTHGHUIUPYIOTCS Moockl mpu 2616 u 2579 cm~!, xa-
paKTepHbIe [ BaNeHTHHIX Kolebanuil cBaseit B—H, monockr mpu 3100-2800 cM™' xapakTepHsl s
konebanmii cpazeit C, - —H u —CH-, Takke NOABIAIOTCA NONOCHI, oTBeyaromue konebanusam B—Cl
B o6macti 900—800 cv . TTonoca, xapakTepHast /s He3aMelIEHHOT0 K1030-KacTepa, Ipu 715 cM™! cme-
maeTcs B 6olee IITHHHOBOIHOBYIO 061acTh — 744 ¢cM ™!, 4TO CBHIETENBCTBYET O HATMYHH 3aMECTHTENIS
B KJIacTepe.

B criektpe IMP 'H cMecn coeuuennii 2 1 3 IPUCYTCTBYIOT CHHITIET Ipu 4.75 M. 11 Juisi 2 OTBeva-
IOIMHI IBYM OCTOBaM CKap6 — H 1 MynbTUILIETHBIE CUTHAJIBI UHTETPAJIBHOM HHTEHCUBHOCTBIO, PABHOMI
7 B obmactu 3.0 — 2.15 M. 1., cooTBeTcTBYIOT ocToBam B—H coennnenns 2. B cnextpe IMP ''B 2 npu-
CYTCTBYIOT CHTHAJIbI aTOMOB Oopa B cooTHomeHnu 2:1:1:2:2:1:1, u3 Hux curnaisl npu 5.3 u — 0.2 M. 1.
SIBJISIIOTCSI CHHIJICTHBIMH, T. €. aTOMBI 0Opa, OTBEYAlOIIMe 3TUM CHUTHaiaM, oOpasyior cBs3p B—Cl
B cnektpe IMP 'H juist coemuienus 3 mpuCyTCTBYIOT cHrHai npH 4.80 M. 1., OTBEYAIOIIHIl OCTOBAM
CKap6 — H, u curnan nporona auxnaopmerunenosoi rpynmnel — CHCL, npu 3.83 M. 1. Cnextp SIMP B
COCAMHEHUS 3 TOXOXK HA CIIEKTP COCAUHEHHUS 2 C aHAJIOTHYHBIM COOTHOLIEHUEM CHUTHAJIOB aTOMOB Oopa
2:1:1:2:2:1:1. CuHTIeTHBIE CUTHAIBI U151 coenuHenus 3 ipu 5.3 1 — 1.1 M. 1. mpuHaaIexKat rpynmnam aro-
moB B—Cl u B-CHCl, cooTBETCTBEHHO.

Crnenyetr OoTMETHTH, 4TO 0Opa3oBaHUE MPOAYKTA C m/z = 292 ABusSeTCA PE3ylbTaTOM pEeaKIuu
KPOCC-COYETaHUsI MEXKJy JAUXJIOPUPOBAaHHBIM mpousBoaHbiM 9,12-Cl,-1,2-C,B, H,, u pactBoputenem
CCl,, xkaranu3upyemoi, No-BUIMMOMY, KOMILJIEKCAMH HUKEJIA, 00pa3yOIMMHUCS ITPU B3aUMOJICHCTBUH
PEaKIMOHHON CMECH C MaTepHajoM aBTOKJaBa. J(0Ka3aTeabCTBOM ATOTO SABISETCS OTCYTCTBHE MOA00-
HOT'O TPOAYKTa MPH OCYLIECTBICHUH PEAKIHWH B CTEKJISIHHOW amIlyJje, YTO MO3BOJIIeT u30exaTb KOH-
TaKTa pacTBOpa ¢ MaTepPHaIOM aBTOKJIaBa.

Takum oOpazom, mpeiaraeMblii HAMH METO/] TIO3BOJISIET YMEHBIIUTD BPEMSI IPOTEKAHUS PEaKIIH
1 OTKa3aThCs OT UCIIOJIB30BaHMS TOKCUYHOIO 3JIEMEHTapHOI'0 XJI0pa.

XITOpUpOBaHHBIE TTPOU3BOIHBIE KOOATBTOKapOOpaHa aKTUBHO M3Y4YalOTCAd B KaueCTBE CHHEPreTH-
YEeCKHX, YHUBEPCAJIBHBIX 3KCTPAreHTOB P MepepadboTKe BHICOKOAKTHBHBIX OTXOJ0B aTOMHOM dHEpre-
tuku o UNEX-texnomornn [17-20] ¥ “Cnoip3yloTcs B JIa0OPaTOPHBIX HCHBITAHUSX Ha peallbHBIX
JKUJIKUX PaJuOaKTUBHBIX 0TXoAax 3aBoaoB B Poccuu u CIIA [21, 22]. IMeHHO 10 3TOM NPUYUHE CUH-
TE€3 HOBBIX XJIOPHPOBAHHEIX 7,8-THKapOa-HuO0-yHIEKA00paTOB (JINTaHI0B MeTaJlakapOOpaHoB), 0Opa-
3YIOIIMXCS U3 COOTBETCTBYIOIUX K/1030-KapOOPAHOB B PE3YJIbTAaTe Peakunu 1e00pUPOBAHMS, aKTYaJICH.

JlebopupoBaHre HECUMMETPHUYHBIX TaJIOT€HUPOBAHHBIX COCNUHEHUH opmo-kapbopana 3-F-1,2-
Ph,-1,2-C,B, H, [23,24], 8,9,12-X,-1,2-C,B,,H, (Br [25], I [26]), 1,8-1,-1,2-C,B, H,, [27], 4,7-1,-1,2-
C,B,,H,, [28] npoTekaeT cTpOro pernoceneKTUBHO NO aromy Oopa anTHmogHoro ocrosa B(10)-X
(X-ranmoren). 1 TonmpKO Manoe 4MCI0 HECUMMETPUYHBIX MpousBoaubix 3-F-1,2-C,B,H,;, u 8,9,12-F,-
1,2-C,B,,H, [29, 30], a Takxe 4,8,9,10,12-Br,-1,2-C,B, H, [14] monsepraercs nedopupoBanuio ¢ 00paso-
BaHUEM JIBYX PErHOM30MEPOB.

He6opuposanue cmecu 8-X-9,12-Cl,-1,2-C,B, Hy (X = Cl 2, CHCI, 3) B meno4som pacTsope 3Ta-
HOJIa TIPU KUIISTYEHUH MTPOTEKAET CTPOro PEernoceieKTuBHO no aromy B(3) (Hambosee ynajieHHOMY OT
3aMecTUTeNeil) M IPUBOAUT K obpasoBanuto coequnenuit Me,N[1-X-5,6-C1,-7.8-C,B;H]” (X = Cl 4,
CHCI, 5).
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CrpoeHne cOeIMHEHUN [TeTpaMeTUIaMMOHUWHAS coib 1,5,6-Tpuxiop-7,8-qukapba-+udo-yHeka-
oopara(-1)] 4 u [TeTpaMeTUIIAMMOHHMITHAS COJb |-TUXIOpMETaH-5,6-1uxJ0p-7,8-nukapoa-+Hudo-yHaeKa-
6opara(-1)] 5 cnenyer u3 nanusix UK, 'H, 'B{'H}, "B u ''B-!'B COSY SIMP cnekTpockonumu.

B UK-crekTpe cMecu cOeTMHEHNi 4 U 5 uaeHTHGUIUPYIOTCS TIOI0Ck mpu 2537 cM™!, xapakTepHbie
JUTS BaJICHTHBIX KoneGanwuii cBs3eit B—H, monocs! B o6mact 3100-2800 cvm™! xapakTepHbI st Kone6a-
HHH CBs3ei CKap6 — H, Taxike MOsABISIOTCS IMOJIOCHI, oTBevaromue kojaebanusm B—Cl B o6mactu 900—
800 cm!. Konebanus MeTHIBHEIX IPYII KATHOHA Me,N" nposiisttorest npu 1416 em

B cnexrpe SIMP 'H coenunenus 5 mpucyTCTBYIOT: CHHTIETHBIH CUTHAT HHTETPAIbHON HHTEHCHB-
HOoCThIO 12 mpu 3.39 M. 4. OTBEYaeT NMPOTOHAM TETPAMETHJIAMMOHMIHOTO KaTUOHA, JIBA CUHTJIETHBIX
curHana npu 1.88 m. 1. mpuHagiexar ocroBam C—H, My IbTUIIIICTHBIC CUTHAJIBI OOIIEH WHTETpaIbHOM
WHTEHCUBHOCTHIO, paBHO# 6 B o0iactu 3.0—0.2 M. 1., orBeyaroT octoBaM B—H. CurHas, nposBIistonuii-
cs1 B 00J1aCTH OTpULIATENIBHBIX 3HAYEHUH MarHUTHOTO 10J1s1, TP — 1.57 M. 1. 00ycII0BIIeH Ne39KpaHupo-
BaHMEM TEPMUHAIBHOTO MPOTOHA T-DJIEKTPOHHON CHUCTEMON OTKPBHITON MEHTAarOHAIBHOW TUIOCKOCTH
C,B; (anmsorponHeii 5P deKT).

B cnektpe SIMP !'B 5 npucyTcTBYIOT CHIHaIBI aTOMOB 60pa B cooTHOmeHnH) 2:2:2:2:1, uTo Xapak-
TEPHO 151 CAMMETPHYHOI'O COeANMHEHUs. M3 HUX CUTHaJBI siaep aToMoB 6opa octoBoB B—CI mposiisi-
I0TCS B BUJIe CHHTIIETOB (—3.8 M. 1.), a ocToBbl THNa B—H — B Bune ayomneros. Curnan npu — 18.7 M. 1.
SBJISIETCS HAJIO)KEHUEM TyOJIETHOTO M CHHTJIIETHOTO CHTHAJIOB.

Coenunenve 5 unentudunuposaso no cnektpy IMP !B, B koTopom curnan mpu — 23.9 m. 1. aB1s-
€TCsl CHHIJIETHBIM ¥ COOTBeTCTBYeT ocToBy B—CHCI,.

JKcnepuMeHTa bHast YacThb. MK-ciekTpel coequnennii 3anucansl Ha Pypbe-CeKTpoPoTOMETpe
Protege-460 B Tab6nerkax ¢ KBr. Cnextpel SIMP !'B u 'H 3ammcams ma cmextpomerpe Bruker
AVANCE-500 my1st pacTBOPOB BEIIECTB B aueTOHe-dé. XUMUUYECKHUE CIBUTH MPUBEACHBI OTHOCUTEITHLHO
TMC anst curnanos 'H n otnocutensho Et,OxBF; nns ''B. Xpomaro-macc-cniekrpomerpuyeckuii ana-
U3 poBoAMIIM Ha pubope Agilent 6890N/5975Inert, ocHameHHOM KanvUIsipHO# Koorkod HP-5MS
(30 M % 0,25 mMm % 0,25 mm). I'a3 HOCcuTens — He (0,8 mi/MuH), Temneparypa uctnaputens 250 °C, mpo-
rpamma Tepmocrara ucmaputels: S0 °C — BeIiepKKa 2 MUH, 3aTEM U3MCHSIIN TEMIIEPATypy CO CKOPO-
cthio 20 °C/mun 10 300 °C. B xauecTBe pacTBOPUTEIIS UCIIOJIb30BAIIH JUXJIOPMETAH.

Cunres 8,9,12-Cl;-1,2-C,B, H,. K 150 mn abc. Terpaxnopmeran, coaepxamero 0,5 r xmopuna
amomunus, no6asusanu 0,5 r (3,47 mmons) 1,2-C,B, H,, 1 nomemanyu B aBTOK1aB, KOTOPbIA HArPEBaIn
B TeueHue 6 1 mpu temmeparype 140 °C. Ilo okoHUaHNHU peaKIM¥M PaCTBOPUTEIH yIapHUBaIH JI0CyXa,
MeJUIeHHO J100aBIisiid 20 MJT BOABI JJIsE HEWTpaJIn3aIuy Xjiopuaa amroMutus. Ocasok oTGHIBTPOBBIBAIIH,
KITIOUEBOE BEIIECTBO PACTBOPSIIN B alleTOHE W TIepeocaxaain Bogoi. OOpa3oBaBIIMICS 0CAA0K CYIINIH
naz CaCl,. Ilomyunnn 0,97 r cmecH, copepiKamiel IpOayKThI, IIEPEYUCIICHHBIE PAHEE B TEKCTE CTAThHU.

K 150 M abc. TeTpaxmopMeran, copepxariero 0,5 T xmopuna amoMuHus, mo6asiasann 0,91 T cMecn
OT MPEABIIYIIETO CHHTE3a U TIOMEINA B aBTOKJIaB, KOTOPBIA HAarpeBajIl B TeUEHUE 6 4 TIpH TeMIiepa-
Type 144-150 °C. ITo okOHYaHHU peaKLIMU PACTBOPHUTEIIb YIIAPHUBAIIN JIOCYXa, MEJUICHHO J100aBisuiy 20 Mt
BOJIBI JUIS HEHTpaIu3aluy XJIopuaa aaroMuHus. Ocaok OTQHIBTPOBBIBAIH, KJIIIOYEBOE BELIECTBO pac-
TBODAJIM B allETOHE U nepeocaxaany Bogoi. Obpasosasmmiica ocanok cymunn Haa CaCl,. Iomyuunu
1,1 T cMecH, comepikameii TpoayKThI, IEPEUHUCICHHBIC B TAOIHIIC.

UK, v, cm ' 3061 ¢, 2924 ci, 2853 ci, 2616 cp, 2579 cp, 1205 cp, 1139 ¢, 1060 ¢, 998 oc, 988 oc, 936 ci,
925 cn, 897 oc, 891 oc, 867 cp, 854 cp, 807 cn, 766 cn, 745 ¢, 652 cn. AMP 'H 8,9,12-Cl,-1,2-C,B, Hy, m.
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n.: 475 (2H, ¢, CHg,,4), 3.0 — 2.15 (7TH, m, BH). JIMP B 8,9,12-Cl,-1,2-C,B,jHy 2, m. n.: 5.3
(2B, ¢, B[9,12]), —0.2 (1B, c, B[8]), —10.2 (1B, m, B[10], J = 155), —14.8 (2B, n, B[4,7], J = 177), —-17.0
(2B, n, B[5,11], J = 157),-17.9 (1B, n, B[3], J = 140), 22.4 (1B, 1, B[6], J = 186).

SMP 'H 8-CHCl,-9,12-Cl,-1,2-C,B,jHy 3, m. 1.: 4.80 (2H, ¢, CH,,), 3.83 (1H, ¢, CHCI,) 3.0 - 2.15
(6H, M, BH). AMP "B 8-CHCl,-9,12-Cl,-1,2-C, B, Hy, M. 1.: 5.3 (2B, ¢, B[9,12]), 1.1 (1B, ¢, B[8]), -9.8
(1B, o, B[10]), —14.5 (2B, n, B[4,7]), —16.4 (2B, n, B[5,11]), —17.9 (1B, n, B[3]), —21.2 (1B, x, B[6]).

Cunre3s Me4N+[1,5,6-Cl3—7,8-C2B9H9]‘. K pactBopy cmecn, cocrosmen uz 65% 8,9,12-Cl,-1,2-
C,B,,Hy u 19% 9-Cl-12-CHCI,-1,2-C,B,,H,,, maccoii 0,5 r B 25 Mz cyxoro sTanona nobasnsnu 0,75 T
wenour KOH v KunsaTuiam npyu 3HEpruyHoM rnepeMeinBanuu B reueHue 1,5 4. Ilo okoHyaHuu peakuuu
pacTBOp yHapuBajM J0CyXa, 100aBsau Boay U npoduibTpoBbiBain. K ¢puiasrpaty m100aBisiig Hackl-
IICHHBIA PacTBOP OPOMHUIa TETPAMETHUIAMMOHUSI, BBITIABIINHI 0CaJI0K OT(UIILTPOBBIBAIH, IIPOMBIBAIIH
3x15 M Bomoii. 3aTeM ocaJoK MpOMBIBaK aeToHoM. HepacTtBopusmrytocst gacth Maccoit 0,08 T oT-
opocwiu. K dunbrpary mobasisiuiv BoJy U yHnapuBaiM J0 MOSBICHUS KPUCTAILIOB, MPOIYKT OT(HIIb-
TPOBBIBAIIH, IPOMBIBAJIM BOJIOW H €Ille J[Ba pas3a Nepeocaxkaalid 13 aneToHa Boaon. [IpogykT oTduis-
TPOBBIBAJIH ¥ Cymin B Bakyyme Hag CaCl,. ITomyumnu 0,22 T cmecn coneprkareit Me,N'[1,5,6-Cl;-
7,8-C,BgHy]™ n Me4N+[1—CHC12—5,6—C12—7,8—C2B9H9]‘ B coorHomeHun 1:0,28. Brixox Me4N+[1,5,6—
Cl,-7,8-C,ByH,] ™ cocraisier ~ 41%, a Beixox Me,N'[1-CHCI,-5,6-C1,-7.8-C,ByHy] — = 39%.

UK, v, cm ' 3034 ci1, 2962 ci1, 2922 ¢, 2854 ci, 2537 oc, 1483 oc, 1416 ¢, 1096 cp, 1026 cp, 996 cx,
942 ci1, 947 oc, 904 cp, 875 ¢, 821 cp, 760 cp, 715 cn, 639 c1. AMP 'H Me4N+[1,5,6—Cl3—7,8—C2B9H9]‘,
m. 1. 3.39 (12H, ¢, Me N), 1.88 (2H, ¢, CH ,, ), 3.0 — 0.2 (6H, m, BH), -1.57 (1H, ym. ¢, B(10)-H). IMP
B Me4N+[1,5,6—Cl3—7,8—C289H9]‘, M. 1.: —3.8 (2B, c, B[5,6]), —12.8 (2B, a, B[9,11], J = 141 I'u), —18.7
(2B, n+c, B[1,3], /=137 I'm), —21.1 (2B, 1, B[2,4], J = 153 T'ny), —29.4 (1B, 1, B[10], J= 131 T'u). IMP ''B
Me4N+[1-CHC12-5,6-C12—7,8-C2B9H9]*, M. 1.: 3.8 (2B, ¢, B[5,6]), —12.3 (2B, n, B[9,11]), —18.7 (1B, &,
B[3]), —20.5 (2B, 1, B[2,4]), —23.9 (1B, c, B[1]), —29.4 (1B, x, B[10]).
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