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OVKAPEOKCUNATbI TPUAPUICYPbMbI PhSb[OC(O)CF,CF,CF3l,,
(3-FC6H4)3Sb[OC(O)C6F5)]2 - 1% PhH, p-TO|3Sb[OC(O)CFzBr]2

O.K. WWlapymuHa
HOxHo-Ypanbckuli 2ocydapcmeeHHbil yHusepcumem, 2. YenabuHck, Poccusi

I[lo peakuuy OKHCIMTENBHOTO MPUCOCTMHCHUS MeXAy TpudeHumicypemoit, mpuc(3-
¢dropdenna)cypbMoii U TpU(napa-TONMIT)CYPbMON U KapOOHOBOW KHCIOTOHM B MPHCYTCTBHU THUIPO-
NEepPOKCHAA TPETUYHOTOo OyTHiIa B AMITHIOBOM 3(HUpE MONYy4eHBI C BBICOKUM BBIXOIOM
ouc(renrragropbyranato)rpudermicypsma (1), buc(nerrapropbersoaro)mpuc(3-propdenmm)cypbma (2)
U 6uc(opommudropareraro)mpuc(napa-roman)cypsma (3). CoenmuHeHNs HACHTADUITMPOBAHBI METO-
JIOM PEHTTeHOCTPYKTypHOro aHanum3a. [lo manHbeiM PCA, xpuctamn 1 cOCTOMT U3 YETHIPEX THUIIOB
KpUcTayuIorpaduyeck He3aBUCHMBIX MOJIEKYJI, [IeJIeBOM MPOLYKT 2 SBISCTCS COJBBATOM C OEH30-
J0M, B 3 IPHCYTCTBYIOT JIBa THIIA KPUCTALIOrpahMIECKH HE3aBUCUMBIX MOJIEKYJI. B Moiekyiax co-
enuHeHU 1-3 aTOMBI CypbMBI HMEIOT MCKKCHHYIO TPHIOHAIBHO-OMITHPaMHUIaIbHYI0 KOOpAWHA-
IMI0 C aTOMaMH KHCJIOpoJia KapOOKCHJIATHBIX JIMTAHJIOB B aKCHAJBHBIX MOJIOKEHUsIX. VHTepBabl
u3MeHeHus HH cBszeit Sb—C cocrapisior 2,083(6)-2,117(6) A (1), 2,095(4)-2,111(3) A (2),
2,03(3)-2,12(2) A (3). Paccrosuus Sh-O (2,142(4), 2,128(5) A (1), 2,108(3), 2,116(3) A (2),
2,156(16), 2,140(15) A (3)) nnmunHee cBsseit Sb—C, 4TO XapakTepHO /IS paHee CTPYKTYPHO OXapaK-
TEpU30BaHHBIX JUKapOOKCHIATOB TpUApWICYpbMbl. 3HaueHuss yriaoB CSbC  cocraBusior
111,9(2)°-124,7(2)° (1), 111,69(13)°-130,72(14)° (2), 114,2(6)°—131,6(11)° (3). AKcHaJIbHBIC YTIIBI
OSbO cocrasnsiror 172,66(10)°-179,08(18)° (1), 175,53(10)° (2) u 174,6(7)° (3). B monekynax 1-3
NPUCYTCTBYIOT BHYTPUMOJIEKYJISIPHBIE KOHTAKThI MEXK/Iy aTOMaMH CYpPbMBI M KHCJIOpoJa KapOOKCH-
natHBIX nuraEnoB (3,210(8)-3,235(8) A (1), 3,048(4), 3,250(4) A (2), 3,239(17)-3.254(18) A (3),
YTO MEHbIILIE CyMMbI BaH-/IEP-BaalbCOBBIX PAIMYCOB CYpbMBbI M kucinoposa (3,70 A). dopmuposanue
MPOCTPAaHCTBEHHOW CETKHM B KpUCTaIax coeinHeHuit 1-3 o0ycnoBieHo HanuuumeMm cialbIX BOIO-
POJIHBIX CBsA3el ¢ ydacTHeM KapOOHHJIBHBIX aToMOB Kuciopona O-H (2,69, 2,70 A) (1), 2,50 A (2),
dropa F*H 2,49, 2,57, 2,65 A (2) u atomos 6poma Br-—H (2,89, 2,94 A) (3). Ionusle TabIuIB! KO-
OpIMHAT aTOMOB, JUIMH CBf3¢i W BAJICHTHBIX YIJIOB ICNOHHPOBaHbI B KeMOpHmIKCKOM OaHKe CTPYK-
TypHbIX naHHbIX (Ne 2089436 mis 1; Ne 1919922 s 2; Ne 1851632 st 3, deposit@ccdc.cam.ac.uk
i http://www.ccdc.cam.ac.uk/data_request/cif).

Knrouesvie cnosa: ouxapbokcunamel mpuapuicypbMbl, CUHME3, CMPOEHUe, DPeHMeHOCMPYK-
MYPHbLI AHATU3

Beenenue

B coBpeMeHHBIX MyOIMKAIMAX TUKapOOKCHUIIATHI TPHAPHUICYPBMBI ITPECTABICHBI ITUPOKUM PSIOM
[1, 2]. UaTEpEC K ATUM COCTMHEHUSM OOYCIOBIICH UX JIOCTYITHOCTBIO M PAa3IUYHBIMU 00JIaCTAMU MIPH-
MEHEHUS], 4TO O0YCIIOBJIEHO pa3HOOOpa3reM CBOMCTB, JOCTUTAEMbIM BBEICHHEM Pa3IMYHBIX apHIBHBIX
panuKaioB W KapOOKCHJIATHBIX JHUTaHg0B. MeTOoAbl CHHTE3a COCOUHEHHUI 3TOro Kjacca OCHOBAaHBI Ha
peaKIusIX 3aMelICHUs] U Ha PEaKIMsIX OKUCIUTENHLHOTO IpucoeinHenus. Tak, Hanpumep, B padboTax [3—
12] npuBeaeHbI METO/BI CHHTE3a, OCHOBAHHBIC HAa PEAKIMAX 3aMEIICHUs, MPOXOIAIINX B IBE U Oojee
cramun. OTHaKO HanbOoJiee MEPCICKTUBHBIMU SIBISIFOTCS METOJbI, B OCHOBE KOTOPBIX JIS)KUT PEaKIns
OKHCIICHHSI TPHAPWIBHBIX COSIMHEHNUH CyphbMbl Pa3IMYHBIMHU OKHCIUTENSIMU B TIPUCYTCTBUU H-Kkuciot
[13-22]. IIpeumymiecTBaMu JaHHOTO METO/A SIBIISIOTCS OJHOCTAJAUIHOCTD, MSTKUE YCIOBHUS MPOTEKa-
HUSI PEaKIINH, BEICOKUI BBIXO/T II€JIEBOTO MPOIYKTA.

BHe 3aBucHMOCTH OT MeTOJla CHHTE3a BO3HMKAIOT TPYAHOCTH, CBA3aHHBIC C BBIICICHHEM WHAU-
BUIYaJbHOTO BELIECTBA M3 PEAKIMOHHOH CMECH B KPUCTAJUIMYECKOM BHJE, YTO HEOOXOAHWMO s
PEHTTEHOCTPYKTYPHBIX HCCIENOBaHUE. VIMEHHO MO 3TOH TNpHYMHE AUKApOOPaHMIKAPOOKCHIATHI
TPUAPWICYPBMBI, HAIPUMEP, MPEICTaBICHbl CIMHUYHBIMUA CIY4YassMH CTPYKTYPHO OXapaKkTepH30BaH-
HBIX coenuuenwii [19, 20].

B Hacrosimeit paborte BhepBble cuHHTE3UpoBaHbI Ouc(renrtadropOyranaTo)rpudenmicypema (1),
ouc(nentadropoenszoaro)mpuc(3-proppenmn)cypema  (2) u  ouc(opomumudropaueraro)mpuc(napa-
Tonui)cypbMa (3) 1Mo peakiuy OKUCIUTENFHOTO MPUCOSANHEHHST MEXIy TpueHMICypbMoi, mpuc(3-
¢dTopdenun)cypeMoii U TpHU(napa-TOIUI)CYpbMON U KapOOHOBOM KHCIOTOW B NMPUCYTCTBUU THIApPOIIC-
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LWapymuHa O.K. Hukap6okcunamsl mpuapuncypbm Ph3Sb[OC(O)CF,CF2CF3)2,
(3-FCsH4)3Sb[OC(O)CeF5)]2 - 1% PhH, p-Tol3Sb[OC(O)CF2Br].

POKCHIa TPETUIHOTO OyTHIIA B AUITHIIOBOM d(DHUpE U OMpEeNIeHBI UX CTPYKTYpHBbIE OCOOEHHOCTH METO-
JIOM PEHTTC€HOCTPYKTYPHOTO aHaN3a.

IKcnepuMeHTAIbHAS YaCTh

IleneBbie coeHEHUS OBUIM CUHTE3UPOBAHBI 110 METOIUKE [22].

Ph;Sb[OC(O)CF,CF,CF;], (1). Bexox 87 %, T. . 72 °C. UK-cextp, v, em : 3059, 1725, 15086,
1437, 1373, 1339, 1317, 1271, 1227, 1217, 1121, 1082, 997, 966, 932, 814, 733, 699, 455, 419. Haiine-
HO, %: C 40,00; H 2,08. C104HgoO16F56Shs. Beruncneno, %: C 40,05; H 1,93.

Kpucrannorpaduueckie maHHblE, NapamMeTpbl OKCIEPHUMEHTa W YTOYHEHHS CTPYKTyphl L1
M = 3116,52; cuaroHus TPUKINHHASA, TpynHa cuMMetpun P | a 13,741(7), b 19,701(7), ¢ 22,862(13) A;
@ 90,09(2), B 102,60(3), v 90,01(2) rpaxn.; V 6040(5) A% Z2; p 1,714 r/em®, p 1,030 mm *; F(000)
3040,0; pasmep kpuctamia 0,88%0,61x0,11 mm; obnacts coopa maHHbIX 10 20 5,858-62,184 rpan.; uH-
TepBajIbl HHAEKCOB oTpaxkeHnit —19 <h <19, 28 <k <28, —33 <1< 33; Bcero orpaxenwuii 316060; He-
3aBUCHMBIX oTpaxenuii 38383; Ry 0,0744; nepemennsix yrounenus 1621, GOOF 1,008; R; = 0,0839;
WR; = 0,2005; ocrarouHas 3nekTpoHHast motHocTs 0,86/—1,15 e/A3].

(3-FCsH,)3Sb[OC(O)C4Fs)], - 1% PhH (2). Beixox 93 %, T. pasi. 123 °C. UK-crektp, v, cM
3064, 1697, 1653, 1589, 1578, 1521, 1497, 1473, 1420, 1398, 1339, 1246, 1215, 1119, 1088, 993, 926,
876, 854, 787, 756, 677, 521, 436. Haiineno, %: C 51,97; H 2,34. C4H;,04F13Sb. Boraucneno, %:
C 52,01; H 2,22.

Kpucramiorpapuueckue IaHHbIC, MapaMeTpbl JKCICPUMEHTA K YTOYHEHUS CTPYKTYpHl 2!
M = 946,33; cuHroHus TPUKIMHHAS, Ipynna cummerpuu P ; a 12,974(5), b 13,239(7), ¢ 13,397(5) A;
069,79(2), B 61,877(14), vy 86,465(17) rpax.; V 1890,3(14) A% Z2; p 1,663 r/em®, p 0,836 mm %
F(000) 934,0; pa3smep kpucramia 0,81%0,54x0,25 mm; obacts cobopa manubix mo 20 6,18-81,78 rpan.;
MHTEPBAJIbI HHIEKCOB OTpakeHuit —23 < h <22, -23 <k <23, -23 <1 < 23; Bcero otpakenuii 110260;
HE3aBHCUMBIX oTpaxenuit 21597; Riy 0,2712; nepemennnix yrounenus 533, GOOF 0,927; R, = 0,1122;
WR; = 0,1354; octaTouHas 3JeKTpOHHAs MI0THOCTH 1,91/-1,10 e/AS].

p-Tol;Sb[OC(O)CF,Br], (3). Beixox 90 %, . mr. 176 °C. UK-crextp, v, cM *: 3057, 2922, 1717,
14809, 1456, 1395, 1338, 1196, 1157, 1136, 1069, 1015, 943, 814, 799, 710, 604, 484, 419. Haiineno, %:
C 40,24; H 2,92. Cy5H,,04F4Br,Sb. Beruncneno, %: C 40,38; H 2,83.

Kpucramiorpaguueckue maHHbIC, NapaMeTPbl SKCIEPUMEHTA M YTOYHEHHUS CTPYKTYpbl 3.
M = 742,99; cuHroHus MOHOKIMHHAs, Tpynna cummerpun P2/n; a 12,68(3), b 11,78(2), ¢ 19,24(4) A;
90,00, B 102,47(10), y 90,00 rpaz.; V 2805(10) A% Z 4; p 1,759 r/em®, 1 3,886 mmt; F(000) 1440,0;
pasmep kpuctamia 0,43x0,31x0,15 mMm; obmacte cOopa maHHBIX o 26 6,58-41,88 rpan.; mHTEpBAIEI
UHIEKCOB oTpakeHnit —12 <h <12, —11 <k <11,-19 <1< 19; Bcero orpaxenuii 19927; He3aBUCUMBIX
orpaxkenuit 2949; Riy; 0,0581; nepemennnix yrounenus 334, GOOF 1,792; R; = 0,1236; wR, = 0,3661,;
OCTaTOYHas JJIEKTPOHHAs TIOTHOCTH 2,87/-2,10 e/AB].

HK-cnexTpbl coeaunenuii 1-3 3anmceiBanu Ha HWK-cnekrpomerpe Shimadzu IR Affinity-1S
B Tabnetkax KBr B o6mactn 4000400 cm .

Pentrenoctpykrypublii anaauz (PCA) kpucramioB coequnenuit 1-3 mpoBeneH Ha qudpakTo-
merpe D8 QUEST ¢upwmer Bruker (Mo K -u3nydenne, A = 0,71073 A, rpaduroBsiii MOHOXpOMATOp)
npu 296(2) K. COop, penakTUpoBaHHE NAaHHBIX M YTOUHEHHE MapaMeTpPOB AIIEMEHTapHOW SYeiKu, a
TaKKe y4eT norjiomeHus nposeaeHsl o nporpammam SMART u SAINT-Plus [23]. Bee pacuerst o omn-
PEIENCHUIO U YTOYHEHHIO CTPYKTYphI BbIMONIHEHBI 10 mporpammam SHELXL/PC [24], OLEX2 [25].
CTpyKTyphl ONpeneneHbl MPSIMbIM METOJIOM U YTOYHEHHI METOJOM HAWMEHBIIUX KBaJPaToOB B aHH30-
TPOITHOM TPHOMKEHUH JJI1 HEBOAOPOIHBIX aTOMOB. [loiHBIE TaONHIIEI KOOPAUHAT aATOMOB, JUIHH CBSI-
3l M BaJICHTHBIX YIJIOB JICTIOHHPOBaHbl B KeMOpHIKCKOM OaHKe CTPYKTYypHBIX daHHbIX (Ne 2089436
st 1; Ne 1919922 mmst 2; Ne 1851632 most 3; deposit@ccdc.cam.ac.uk mmwm http://www.ccdc.cam.ac.uk/
data_request/cif).

Oo6cy:kaeHne pe3yjbTaToOB

Haunbonee 3pekTHBHBIM METOJIOM CHHTE3a AUKAPOOKCUIATOB TPHAPWICYPHMBI SBJISIETCS METOJI, B
OCHOBE KOTOPOTO JISKHUT PEAKIUS OKUCIUTEIILHOTO TPUCOCTUHCHHS MEXKIY TPHAPUICYPEMOM U opra-
HHUYECKUM TEPOKCHIOM (WK MEPOKCHIOM BOIOPOMAa) B IPUCYTCTBUH KapOOHOBOM KHMCIOTHI [13-22].

BecTtHuk HOYpIY. Cepusa «Xumusa». 27
2021.T.14,Ne 4. C. 26-33


mailto:deposit@ccdc.cam.ac.uk
http://www.ccdc.cam.ac.uk/data_request/cif
http://www.ccdc.cam.ac.uk/data_request/cif

Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

D HeKTHBHOCTh METO/IA 3aKITI0YACTCS B PSI/IC MPEUMYIIIECTB: OJHOCTAINNHOCTD, MATKHE YCIOBHS TPO-
TEeKaHHs peakiuy (KOMHATHAs TeMIIepaTypa, JOCTYITHbIE pACTBOPUTEITH, BO3AYIIHAS aTMoc(epa), BBICO-
KWW BBIXOJI U YUCTOTA CHHTE3UPYEMOTO TIPOJTYKTA.

B namHo# pabore ocymiecTBieH cuHTe3 Ouc(renradropOyranaro)rpudenmwicyppmber (1),
6uc(nenradropdenzoaro)mpuc(3-propdenun)cypemer  (2),  Huc(6pomaudropaneraro)mpuc(napa-
TOJHIT)CYPbMBI (3) MO PEaKIK OKUCIUTEIHLHOTO MPUCOSAUHEHUSI MKy TPHAPUICYPbMOW U KapOOHO-
BOW KHCJIOTOM B IPUCYTCTBHUHU THAPOIIEPOKCHIA TPETUYHOTO OYTHIA B IUATHIOBOM dupe:

ArSb + 2 RC(O)OH + t-BUOOH —> Ar;Sb[OC(O)R], + t-BuOH + H,O

Ar = Ph, R = CF,CF,CF, (1); Ar = CgHaF-3, R = C4Fs (2); Ar = CsHMe-4, R = CF,Br (3).

Coenunenus 1-3 ObUTH BBIAETICHBI B KPUCTAIIIMUECKOM BHJIE TTOCIIE TIEPEKPUCTAIIM3AINN 3 CMECH
Ooenzonm-oktaH (2:1 o00bemH.). OCOOCHHOCTHM WX CTpPOEHHsS TOATBEpXkIeHbl Mertogamu UK-
CIIEKTPOCKOTIHH U PEHTT€HOCTPYKTYPHOTO aHaJH3a.

B HMK-cnekrpax coemaunenuii 1-3 HaOmrogaeTcst mojioca MOTJIONICHUST BAJICHTHBIX KoJieOaHuit (par-
menta SbCs; mpu 419, 435, 419 cM * COOTBETCTBEHHO. BanenTHbIM KoneGanusm cesisu C—F B UK-
CIeKTpe 2 COOTBETCTBYET MHTEHCHBHAS T0OJI0CA MOTVIOMEH!s B oOmacT 993—1246 cM . Hanuune kap6o-
HUJIFHOW TPYHITBI XapaKTepU3yeTcsl MPHUCYTCTBHEM TOJIOCH TIOTJIONICHUST BaJICHTHBIX KOJCOAHWHN CBS3H
C=0 cunpHO# HHTeHCHBHOCTH mpu 1725, 1697, 1717 cM ™. T10710CH TIOMIONICHHS, XapaKTEPU3YIOIIHE KO-
ne6anmst v(C—O), Habmonarotes B oOmacta 1136-1216 cv ™.

[To manueM PCA, xpuctamun 1 cOCTOMT M3 YETHIpEX TUIIOB KPUCTAUIOTPadUUECKH HE3aBUCUMBIX
MOJIEKYJI, IEJIEBOW MPOIYKT 2 SBJISIETCS COIBBATOM C OEH30JI0M, B 3 MPUCYTCTBYIOT JIBA THIIA KPUCTA-
Jorpaduuecku He3aBUCUMBIX MoJeKy (puc. 1-3).

B Monekynax coemuHeHuit 1-3 aTOMBI CypbMBI HMEIOT HUCKOKCHHYIO TPHTOHAIBHO-
OMmUpaMUIaIbHYI0 KOOPAWHAIIMIO C aTOMaMH KHCIIOpoaa KapOOKCWIIATHBIX JUTAHAOB B aKCHAIIbHBIX
TIONOKEHUAX. MHTepBamsl m3MeHeHMs MIuH cBseii Sb—C cocrapmsior 2,083(6)-2,117(6) A (1),
2,095(4)-2,111(3) A (2), 2,03(3)-2,12(2) A (3), npu 5TOM KaKoii-Tu60 3aBUCHMOCTH 3THX 3HAYEHHIT OT
HAJIMYWS WA TPUPOJIBI 3aMECTUTENS B apOMaTHYECKOM KOJIBIIE TIPH aTOMe CYpbMBI He BbIsIBIsieTcs. Pac-
crosuus Sb-0 (2,142(4), 2,128(5) A (1), 2,108(3), 2,116(3) A (2), 2,156(16), 2,140(15) A (3)) mmuuuee
cBsseit Sb—C, 4To XapaKTEepHO IS paHee CTPYKTYPHO OXapaKTEPU30BAHHBIX JUKAPOOKCUIIATOB TPUAPUII-
cypeMbl. AkcuanbHbie yriil OSbO pasubr 172,66(10)°—179,08(18)° (1), 175,53(10)° (2) u 174,6(7)° (3).

F(41)

F(33)

F(34)

Puc. 1. CTpoeHune ogHoOM U3 YeTbipex MoneKkysn coeaunHeHus 1
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Hukap6okcunamsl mpuapuncypbm Ph3;Sb[OC(O)CF,CF2CF3]a,
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(3-FCsH4)3Sb[OC(O)CeF5)]2 - 1% PhH, p-Tol3Sb[OC(O)CF2Br].

F(11)

E(6)

FQ)

Puc. 2. CtpoeHue Monekynbl conilbBaTa coeauHeHUsA 2 ¢ 6eH3010M
(conbBaTHble MOJieKyNnbl 6eH3ona He NokKa3aHbl)

9 Br(2)

Puc. 3. CTpoeHue ogHou U3 AByXx MoneKkyn coeauHeHus 3

3navennst yroB  CSbC  cocrasmsror  111,9(2)°-124,7(2)° (1), 111,69(13)°-130,72(14)°  (2),
114,2(6)°—131,6(11)° (3). B monekynax 1-3 npuUCyTCTBYIOT BHYTPHUMOJIEKY/ISPHBIC KOHTAKTHI MEKIY
aToMaMU CypbMBI M KHCIOpoJa KapOokcwiaTHeIX nmrangoB (3,210(8)-3,235(8) A (1), 3,048(4),
3,250(4) A (2), 3,239(17)-3,254(18) A (3), uto MeHbIIE CyMMBI BaH-/1eP-BaajlbCOBBIX PAMyCOB Cyph-
MBI U Kucopoaa (3,70 A [26]). OcoGeHHOCTBIO CTpoeHHs MOJIeKyn 1 u 2 sBifeTcs HeoObYHAas KOH-
(dopmanus KapOOKCHITBHBIX rpymil. Kak mpaBuiio, B TUKapOOKCHIIaTaX TPUAPUIICYPHMBI KapOOKCHIIbHBIC
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

TPYMITBI UMEIOT YUC-OPUECHTAIIMIO OTHOCUTENBFHO SKBaTOPHAIBHOM IIIOCKOCTH, T. €. BHYTPUMOJIEKYISP-
Hble KOHTAaKThI Sh---O=C 00pa3yroTcsi BHYTPH OJHOTO 3KBaTOpUaIbHOro yria. B 1 yriel mexay mioc-
KOCTAMH KapOOKCHIIBHBIX TpyHIl cocTaBisoT 50,51°-52,12° B 2 — 62,32°, 4to 00yclOBIUBACT MOSBIIE-
HUE KOHTaKTOB CO CTOPOHBI Pa3HBIX SKBaTOPHAJBHBIX YIIIOB. B 3 miockocTn KapOOKCHIBHBIX TPYIII
COBIAJAIOT.

dopMupoBaHKE IPOCTPAHCTBEHHON CETKH B KPUCTAIUIAX COeTUHEHUI 1—-3 00yCIIOBICHO HATMYUEM
c1abbIX BOJOPOMHBIX CBA3eH ¢ ydacTHeM KapOOHIIBHEIX aToMoB kucrmopoxa O+H (2,69, 2,70 A) (1),
2,50 A (2), propa F-"H 2,49, 2,57, 2,65 A (2) u atomos 6poma Br--H (2,89, 2,94 A) (3).

BriBoabI

Takum 00pazom, B3auMoAEHCTBHE TPUPEHUICYPHMBI U TPHAPUIICYPBMBI, COJEepKalleld 3aMecTHTe-
JM Pa3IMYHOTO THUIA B apHIBLHOM KOJbBIE, C 3aMEIIEHHBIMA KapOOHOBBIMH KHCJIOTaMH B MPUCYTCTBHU
mpem-0yTHITHAPOIIEPOKCUIA IPUBOAUT K 0OPa30BaHMUIO AUKApOOKCHUIATOB TPUAPHIICYPbMBI, B KOTO-
PBIX aTOMBI CYpPbMbI UMEIOT UCKKEHHYIO TPHUTOHAIBHO-OUMTUPAMUIAIEHYI0 KOOPIUHALIMIO C aTOMaMH
KHCJIOpOJIa KapOOKCUIIATHBIX JIMTAHAOB B aKCHANBHBIX TOJIOKEHHSX. B CTpyKTypax coeaWHEHH Ha-
OJIFOTATOTCSl BHYTPUMOJIEKYJISIpHBIE KOHTaKTHl Sb'*O=C. Hanmume Oompmioro 4mcia 3JIeKTPOOTpHUIla-
TEJIbHBIX aTOMOB B OPraHMYECKHUX paJuKanax KUCIOT 00yCIOBIMBaeT 0Opa30BaHHUE CIIOKHON CHCTEMBI
MEXMOJIEKYJISIPHBIX BOJIOPOIHBIX CBA3EH.

Baarogapnocrts
Bripaxkaro npusHatenbHocTh mpodeccopy B.B. llapyruHy 3a mpoBeieHHE 3KCIEPUMEHTATbHBIX
PEHTTEHOCTPYKTYPHBIX MCCIICIOBAaHUI KPUCTAIUIOB coeauHenui 1, 2, 3.
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TRIARYLANTIMONY DICARBOXYLATES Ph;Sb[OC(O)CF,CF,CF3],,
(3-FCsH.)sSb[OC(0)CsFs)] - 1% PhH, p-Tol;Sb[OC(O)CF,Br],

O.K. Sharutina, sharutinao@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

The oxidative addition reaction between triphenylantimony, tris(3-fluorophenyl)antimony and
tris(para-tolyl)antimony and carboxylic acid in the presence of t-butyl hydroperoxide in diethyl ether
leads to  high-yield  synthesis  of  bis(heptafluorobutanato)triphenylantimony (1),
bis(pentafluorobenzoato)tris(3-fluorophenyl)antimony (2), and bis(bromodifluoroacetato)tris(para-
tolyl)antimony (3) . The compounds have been identified by X-ray structural analysis. According to
the X-ray diffraction data, crystal 1 consists of four types of crystallographically independent mole-
cules, target product 2 is a solvate with benzene, and 3 contains two types of crystallographically in-
dependent molecules. In the molecules of compounds 1-3, antimony atoms have a distorted trigonal-
bipyramidal coordination with the oxygen atoms of the carboxylate ligands in the axial positions.
The ranges in the Sb—C bond length changes are 2.083(6)-2.117(6) A (1), 2.095(4) —2.111(3) A (2),
2.03(3)-2.12(2) A (3). The Sb-O distances (2.142(4), 2.128(5) A (1), 2.108(3), 2.116(3) A (2),
2.156(16), 2.140(15) A (3)) are longer than the Sh—C bonds, which is typical for triarylantimony di-
carboxylates, structurally characterized earlier. The CSbC angles are 111.9(2)°-124.7(2)° (1),
111.69(13)°-130.72(14)° (2), 114.2(6)°-131.6(11)° (3). The OSbO axial angles are
172.66(10)°—179.08(18)° (1), 175.53(10)° (2) and 174.6(7)° (3). Molecules 1-3 contain intramolecu-
lar contacts between antimony and the oxygen atoms of carboxylate ligands (3.210(8)-3.235(8) A
(1), 3.048(4), 3.250(4) A (2), 3.239(17)-3.254(18) A (3), which is less than the sum of the van der
Waals radii of antimony and oxygen (3.70 A). The formation of a spatial network in crystals of com-
pounds 1-3 is due to the presence of weak hydrogen bonds with the participation of carbonyl oxygen
atoms O-H (2.69, 2.70 A) (1), 2.50 A (2), fluorine F---H 2.49, 2.57, 2.65 A (2) and bromine atoms
Br--H (2.89, 2.94 A) (3). Complete tables of atomic coordinates, bond lengths and bond angles have
been deposited with the Cambridge Crystallographic Data Center (No. 2089436 for 1; No. 1919922
for 2; No. 1851632 for 3, deposit@ccdc.cam.ac.uk or http: //www.ccdc. cam.ac.uk/data_request/cif).

Keywords: triarylantimony dicarboxylates, synthesis, structure, X-ray structural analysis
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