YOK 547.1'13+546.273+546.865+547.29+548.312.5 DOI: 10.14529/chem 230104

CUHTE3 U KPUCTAJUTUYHECKAA CTPYKTYPA
BNC(2-METUNKAPBOPAHWUITIKAPBOKCUIIATA)
TPUC(3-®TOPDEHUI)CYPbMbI

B.U. Bpezadse', A.H. Eppemog?, B.B. LLlapymuH®
! UHcmumym anemeHmoopeaaHudeckux coeduHeHul um. A.H. HecmesiHosa, e. Mockea, Poccusi
2 FOxHo- Ypanbckull 2ocydapcmeeHHnbill yHusepcumem, 2. Yensaburck, Poccust

Oxucnenue mpuc(3-GTopheHn)CypbMbl THAPOICPOKCHAOM TPETUYHOTO OYTHIA B MIPUCYT-
CTBHUM  2-METHIKapOOpaHWIKapOOHOBOM  KHCIOTHI TPUBOOWT K  obOpasoBanuio  6uc(2-
Mmetuikapbopanmikapbokcuiara) mpuc(3-dpropdermn)cypbmbr (1), 0COOEHHOCTH CTPOCHHUS KO-
TOPOrO YCTaHOBJICHBI METOJOM PEHTITCHOCTPYKTYPHOrO aHajim3a. [10 JaHHBIM PEHTICHOCTPYK-
TYPHOTO aHallU3a, MpoBeAeHHOro npy 293 K Ha aBTOMAaTHYECKOM YETBIPEXKPYKHOM AU(PAKTO-
metpe D8 Quest Bruker (nByxkoopaunatusiii CCD-zmetextop, Mo Ka-usnydenne, A = 0,71073 A,
rpaduTOBbIi MOHOXPOMATOP), KpUcTaiUtbl XapakTepuzytoTces: CogHagBooF304Sh, M 809,52; cun-
TOHUSI MOHOKIMHHas, Tpymma cumMmetpun C2/C; mapamerpsl sueiikm: a = 19,050(13),
b = 14,441(9), ¢ = 14,568(9) A; o = 90°, B = 98,51(2)°, v = 90°; V = 3964(4) A®; Z = 4; pazmep
kpuctamia 0,8 x 0,55 x 0,29 MM; UHTepBaNBI HHAEKCOB OTpaxkeHui —25 < h <25, -18 <k < 18,
-18 < | < 19; Bcero orpaxkenmii 37401; ue3zaBucumbix otpaxenuii 4709; Rj 0,0545;
GOOF 1,108; R; = 0,0578, wR, = 0,1482; ocratouHas snektponHas mioTHocts —0,59/1,09 e/AS,
[To nannbM PCA, B Moniekynax coeiMHeHus 1 aTOMbI CypbMbI UIMEIOT UCKa)KEHHYIO TPHTOHAIBHO-
OunMpaMHUIaIbHYI0 KOOPAWHAIMIO C aTOMaMH KHCJIOpOAa KapOOKCHIIATHBIX JIMTAHIOB B aKCHAIIb-
HbIX nostoskennsax. Cessu Sb—C (2,104(4)-2,114(8) A) xopoue paccrosuuii Sb-O (2,113(3) A), ak-
cuanphpiii yron OSbO cocrasiser 178,48(15)°, yrmet CSbC pasuer 109,7(2)°, 118,4(2)°,
131,8(3)°, npu 3TOM 3HAYUTENBHOE YBEJINYEHHE OJJHOTO U3 YIJIOB CBSA3aHO C yuc-KOH(pOpMaIen
KapOOKCUIIATHBIX JINTAHAOB OTHOCHUTEIBHO DKBAaTOPHAIBHO IutockocTd. KoHpopMmanus apuiib-
HBIX JIMTAHAOB MO OTHOLICHHIO K SKBaTOpHAIBHOH miockoctd [C3] mponemiepHas. B crpykry-
pe 1 mpuCyTCTBYIOT BHYTPHMOJICKYIISIPHbIE KOHTAKTHl Sb**O=C MexIy aTOMaMH CypbMBI U KH-
cTI0posia KapOOHUIBHBIX IPYHI KapOOKCHIATHBIX JIMTAHAOB, KOTOpsle cocTaBisior 3,089(3) A.
dopMupoBaHHe TIPOCTPAHCTBEHHOH CETKH B KpUCTalie coequHeHHs: 1 00yCIIOBICHO HAIMYUEM
C1abbIX BOJOPOIHBIX CBS3€H C y4acTHEM aTOMOB 0Opa KapOOKCHIIATHBIX JIMTAHIOB U (propa
apwibHBIX Juranjos: B--H (3,19 A) u F-B (3,45 A). INosuble TaGmuIlbl KOOPJAMHAT aTOMOB,
JUIMH CBSI3eH U BaJICHTHBIX YIJIOB JICIOHUPOBaHbl B KeMOpHKCKOM OaHKe CTPYKTYPHBIX JTaHHBIX
(Ne 2178731, deposit@ccdc.cam.ac.uk uiu http://www.ccde.cam.ac.uk/data_request/cif).

Krouesvie cnosa: mpuc(3-pmopgenun)cypvma, 2-memunkapoopanuikapOoHo8as KUcioma,
mpem-0ymuncuoponepoxkcuo, — OKUCTUMENbHOe  NPUcCOeOUuHeHue,  ouc(2-memuakapoopanui-
Kapbokcunam) mpuc(3-¢pmopgpenun)cypomo, cmpoerue, peHmeeHOCMpPYKIYPHbII AHATU3

Beenenue

JuxapOoKcunaTel TpHapHICYpbMBI MIPEACTABICHBl HANOOIee MIMPOKUM PSZOM COEAMHEHWH ¢ pa3nud-
HBIMH KapOOKCHJIATHBIMH M apWIbHBIMU JMrangamu [1, 2]. MeToasl cuHTE3a COEIMHEHHH 3TOro Kiacca
TaKoke pazHooOpasHel. Tak, Hanpumep, B pabotax [3—12] nmpuBeaeHsl METOABI CHHTE3a B BE U OoJee cTa-
JIMY, OCHOBAHHBIE Ha peakumsx 3amenienus. OqHako Hanbosee MepCreKTHBHBIMU SBIIIOTCS METOABI, B OC-
HOBE KOTOPBIX JISKUT PEAKIMs OKUCIUTENHHOrO npucoeanHenus [13-23]. [penMymiecTBamMy TaHHBIX Me-
TOJIOB SIBJIAIOTCSI OHOCTAAMIHOCTb, MATKHE YCIIOBUS IPOTEKAHUS PEAKIMHM, BBICOKHI BBIXOJ M YMCTOTA Iie-
JIEBOTO MPOIyKTa. BHE 3aBUCHMOCTH OT METO/Ia CHHTE3a BO3HUKAIOT TPYAHOCTH, CBSI3AHHBIE C BBIIEIICHHEM
VHIUBHUYaJIHOTO BEIIECTBA M3 PEAKIIIOHHONW CMECH B KPUCTAIUTMYECKOM BHE, YTO HEOOXOMMO ISl PEHT-
TeHOCTPYKTYPHBIX HcclieoBaHui. MIMEHHO Mo 3ToW NMpHYMHE JUKapOOPaHMIIKAPOOKCHIATHI TPHAPHJI-
CYpbMBI TPEICTABIEHBl EAMHUYHBIMH CIy4asMH CTPYKTYpHO OXapaKTEpU30BaHHBIX COECIUHEHMH
[19-22]. B Hacrosiieii paboTe BIepBble CHHTE3UPOBaH Ouc(2-MeTHiaKapOopaHmikapookcunar) mpuc(3-
dropdennm)cypbMser (1) 0 peakiuu OKUCIUTENBHOTO pHcoeanHenns u3 mpuc(3-hToppeHnT)CypbMBI,
2-MeTHIKapOOpaHMIKapOOHOBOI KUCIIOTHI U mpem-0yTHIITHAPONICPOKCUIA B TUITHIOBOM 3(Hpe U OI-
PEleNeHbl ero CTPYKTYPHBIE OCOOCHHOCTH METOJIOM PEHTIC€HOCTPYKTYPHOTO aHaIU3a.
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

JKCNepUMEHTAIbHAS YaCTh

(3-FCgH4)sSb[OC(O)Cy(ByoHig)Me-2],  (1). Cmecs 0,100 r (0,246 wmmons)  mpuc(3-
¢ropdenmn)cypsmsl, 0,100 T (0,492 mmonp) 2-metmnkapOopaHmikapooHoBoit kuciaotel u 0,031 1
(0,246 mmob) 70%-HOr0 BOAHOTO PACTBOpPa THAPONEPOKCHIA TPETHIHOTO OyTiiia B 30 MJI IU3THIIOBO-
ro 3¢upa seaepxkuBanu npu 20 °C B teuenue 24 4. [locne mepekprcTalUIM3alUK TBEPAOTO OCTaTKa
13 cMecH pactBopuTteneil 6er3on-oktaH (2:1 oowemn.) momyumm 0,151 r (76 %) GecrBEeTHBIX KpHCTaI-
noB coenuuenus 1 ¢ T. pa3n. 182 °C. UK-cnektp, v, oM 3071, 2945, 2617, 2558, 1692, 1676, 1585,
1518, 1472, 1425, 1317, 1298, 1259, 1231, 1219, 1163, 1144, 1113, 997, 943, 907, 858, 787, 777, 725,
675, 621, 582, 521, 478, 457, 434. Haiineno, %: C 38,09; H 4,81; B 27,08. CysH3sB20F304Sb. Beraucne-
Ho, %: C 38,54; H 4,69; B 27,17.

DJieMEeHTHBI aHAJIM3 BBIIOJIHEH Ha sreMeHTHOM aHanmsarope Carlo Erba CHNS-O EA 1108.
Temneparypa IIaBjIcHUS U3MEPEHA Ha CHHXPOHHOM TepMmoananu3atope Netzsch 449C Jupiter.

HUK-cnekrp coenunenust 1 3amuceiBanu Ha MK-®ypbe cnekrpomerpe Shimadzu IR Affinity-1S
B Tabnerke KBr B o6mactu 4000400 cv .

Pentrenoctpykrypublii ananmu3 (PCA) npoBoauin Ha aBTOMAaTHYECKOM UYETBIPEXKPYKHOM JIH-
{pakromerpe D8 QUEST ¢upmer Bruker (Mo K, -uznyuenue, A = 0,71073 A, rpadurosbiii MoHOXpO-
Mmatop) pu 293 K. Coop, penakTHpOBaHUE JAHHBIX U YTOUHEHHUE MTAPAMETPOB 3JICMCHTAPHON STYCHKH, a
TAK)KE YYeT MOTJIONICHHs mpoBeaeHsl ¢ momoripio nporpamm SMART u SAINT-Plus. Bee pacyerst mo
OTIPEICIIEHHIO U YTOYHEHHIO CTPYKTYP BBIMOJIHEHBI ¢ momoripio mporpamm SHELXL/PC u OLEX2
[24-26]. CtpykTypsl omnpeaeneHsl NPSAMBIM METOJOM M YTOYHEHBI METOJOM HaUMEHBIINX KBaJpaTOB
B aHU3OTPOITHOM MPHUOIIKEHUH ISl HEBOJAOPOAHBIX aToMOB. [lomokeHrne aTOMOB BOAOpOJa YTOUHSIIN
no monenu Haezauuka (U,;0(H) = 1,2U,,,(C)). Kpucramiorpadhudeckre qaHHbIC U pe3yIbTaThl YTOYHE-
HUSI CTPYKTYPHI IPUBEACHBI B TA0J. 1, UIMHBI CBSI3€H 1 BaJICHTHBIE YTJIBI — B Ta0JI. 2.

Tabnuua 1
Kpuctannorpadmyeckue AaHHbIe, TapameTpbl IKCNEPUMEHTA U YTOUHEHMUA CTPYKTYpbI 1
ITapameTp 1
dDopMyna C26H38820F304Sb
M 809,51
CuHTOHUS MoHOKIMHHAs
Ip. rpymma C2/c
a, A 19,050(13)
b, A 14,441(9)
c, A 14,568(9)
0, Tpaj. 90,00
B, rpan. 98,51(2)
Y, Tpa. 90,00
vV, A® 3964(4)
z 4
p(BBIY.), r/em’ 1,357
1, MM L 0,743
F(000) 1616,0
Pa3mep kpucrajuia, MM 0,8x0,55x0,29
O06nacTb cOopa TaHHBIX O 6, Tpaj. 6,312-55,884
HHTepBaIbl HHACKCOB OTPAKCHUH —25<h<25,-18<k<18,-18<1<19
M3mepeHo oTpaxeHuil 37401
HezaBucumsIx oTpaxkeHui 4709
Rint 0,0545
IlepeMeHHBIX YTOUHEHHUS 336
GOOF 1,108
R-¢akrops o F2 > 26(F?) R, = 0,0578, WR, = 0,1482
R-(haxTops! 10 BCeM OTpaskeHUSIM R, =0,0741, wR, = 0,1647
OcTtaroyHast HIeKTpOHHAS
IUIOTHOCTb (max/milil), e/A? 1,09/-0,59

44

Bulletin of the South Ural State University. Ser. Chemistry.
2023, vol. 15, no. 1, pp. 43-49




Bpezadse B.U., Ecppemoe A.H.,

CuHme3s u Kpucmasnnu4eckas cmpykKkmypa

LlapymuH B.B. 6uc(2-memunkap6opaHunkap6okcunama) mpuc(3-¢gpmopgheHusn)cypbmbi
Tabnuua 2
[OnvHbI CBA3e 1 BaneHTHbIe yribl B CTpyKType 1
Ces3p d, A Vron o, °
Sh(1)-0(1) 2,113(3) O(ll)Sb(l)O(l) 178,48(15)
Sh(1)-C(11) 2,104(4) 0O(1)Sh(1)C(1) 87,8(5)
Sh(1)-C(1) 2,114(8) O(ll)Sb(l)C(l) 90,7(5)
O(1)-C(7A) 1,275(6) C(ll)Sb(l)O(ll) 92,07(15)
0O(1)-C(7B) 1,09(2) C(11)Sh(1)0(1) 88,81(14)
F(2A)-C(13) 1,343(9) C(lll)Sb(l)O(l) 92,06(15)
C(15)-F(2B) 1,290(15) C(lll)Sb(l)C(ll) 109,7(2)
C(3)-F(2) 1,333(17) C(lll)Sb(l)C(l) 118,4(2)
B(4)-B(3) 1,716(17) C(11)Sh(1)C(1) 131,8(3)

[TosHbie TaGIUIBI KOOPAWHAT aTOMOB, [UTHH CBSI3ei M BAJICHTHBIX YIJIOB JCIIOHUpPOBaHbI B Kem-
OpumKCKOM OaHKe CTPYKTYpHBIX maHHbIXx (Ne 2178731, deposit@ccdc.cam.ac.uk; http://www.ccdc.

cam.ac.uk).

Oo6cy:k1eHne pe3yjbTaToB
Hawnbonee > pexTrnBHBIM METOIOM CHHTE3a AUKAPOOKCHIATOB TPHAPHIICYPEMEI SIBISIETCS METO/I, B

OCHOBE KOTOPOTO JIEKHT PEaKIUsi OKUCIUTEIHFHOTO MPUCOSANHEHUS MEXKIY TPHAPWICYPbMOW M opra-
HUYECKAM MEPOKCHIOM (MM TMEPOKCHAOM BOAOpPOJA) B MPHUCYTCTBUH KapOOHOBO# KUCIOTHI [13-23].
D PeKTUBHOCT, METOMA 3aKIIOYACTCS B PAAE NMPEUMYIIECTB: OJHOCTAJAMHHOCTH, MSATKHX YCIOBHSX
NPOTEKaHUsI peakluH (KOMHATHas TeMIlepaTypa, IOCTYITHbIE PacTBOPHUTEIH, BO3AYIIHAs atMocdepa),
BBICOKOM BBIXOIE M YHCTOTE CHHTE3UPYEeMOro Impojaykra. B 1aHHO# pabore cuHTe3 6Ouc(2-
MeTHaKapoopanunkapbokcuiara) mpuc(3-prophenwn)cypsmsl (1) ocymecTBICH MO PEaKIHH OKUCITH-
TENBHOTO TpucoeanHeHust mpuc(3-hTopheHmT)CypbMbl ¢ 2-MeTHIKApOOPaHUIKApOOHOBON KHUCIOTON U
THJIPOTIEPOKCHIOM TPETUYHOTO OyTWIa B JIUITWIOBOM d(Hpe C MOCIEAYIONIeH NepeKprucTauin3anuen
W3 CMECH pacTBOpUTENe OEH30I—OKTaH:

CTpOGHI/IC COCOAUMHCHUA 1 MOATBCPIKACHO METOJaMU I/IK-CHCKTpOCKOHI/II/I U PCHTICHOCTPYKTYPHOI'O aHa-

Tu3a.

B HK-cniektpe coenunenus: 1 HaOIr0mal0TCs MONIOCH! MOTJIOLICHHMS, XapaKTepHble IS apUIIbHBIX
¥ MeTHIBHBIX Tyt (3071 1 2945 cM * cootBeTcTBeHHO). Ha Hanmmuue kapGOHMIBHOI rpymms B 1 yka-
3BIBAOT TTOJIOCKI TIOTTIOMICHHS CHTBHONH MHTEHCHBHOCTH TIpH 1692 1 1676 cM ™ (BaeHTHBIE KOTeOaH s
ce3u C=0). Ilonoca mormomenwsi, xapakrepu3syormias konedanus v(C—0), Hadmomgaercs B o0iIacTh
1298 cm . Taxxke B UK-criekTpe 1 MPHCYTCTBYIOT TOJIOCHI TOMMOIICHHS BAJICHTHBIX KojeGanmii B—H

1 B—C mpu 2617 1 1259 cM ™ COOTBETCTBEHHO.
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Mo manubiM PCA, IICHTPOCHMMETPUYHBIE MOJICKYJBI coeArHeHus 1 (LICHTp MHBEPCHH — aToOM
CYpbMBbI) UMEIOT UCKQXCHHYIO TPUTOHAIBHO-OMITUPAMUIATEHYI KOOPAWHAIMIO C KapOOKCUIIATHBIMU
JUTaHJAMH B aKCHAJBHBIX MOJOXKEHHUAX (CM. pUCYHOK). ONWH W3 apriIbHBIX JIMTAHJI0B W KapOOpaHMII-
KapOOKCHIIATHBIC JTUTAH bl PA3yHOPSIOYCHBI IO IBYM TTOJIOKEHHSIM.

~B(S)

- JB(7)
L /PB(10)
7 BE@)
B(8)

O6wumn BuA 6uc(2-metunkapbopaHunkap6okcunarta) mpuc(3-dpropdeHun)cypbmbl
(aToMbl BOgOpPOAA U pasynopsafoUYeHHble aTOMbl He NpUBeAEHbI)

WHTepBansl u3MeHeHus JMH cBszeit Sb—C cocrapmsior 2,104(4)-2,104(4) A, uto comocraBumo
C aHAJIOTHYHBIMHA WM3MEHEHHSMH pacCTOSHUE B wu3oMepe 6Ouc(2-MeTnnkapbopaHuIKapOOKCHIaTa)
mpuc(4-proppenun)cypsmel (2) 2,086(4)-2,110(3) A [22]. Ceasu Sb—O (2,113(3) A) cpaBuumsl
C AaHAJOTUYHBIME JiuHaMu cBszeit Sb—O (2,116(3), 2,130(3) A) B 2 u 3HauMTeNBLHO JNHHHEE pac-
crosauit Sb—C, 4To XapakTepHO MJisi paHee CTPYKTYPHO OXapaKTEepPH30BaHHBIX JTUKapOOKCUIIATOB
tpuapmicypsMsl [2]. Cymma yriioB CSbC B 3kBaTOpHalibHOM IJIOCKOCTH B CTPYKTypax 1 m 2 cocraBisier
360° (B mpenenax MOTPEIIHOCTH dKcrepuMenTa). [Ipu 3ToM 3HaueHMs MHOMBHIYaJbHBIX YIiioB B 1 u 2
HECKOJIBKO oTin4atoTcst u coctasisitor 109,7(2)°, 118,4(2)°, 131,8(3)° (1) u 115,97(15)°, 116,70(14)°,
127,32(15)° (2). 3HaunTtenbHOE yBETHMUEHUE OJJHOTO U3 YIITIOB CBA3AHO C yuc-KoH(popMauueil kapOookcu-
JATHBIX JIMTAaHJOB OTHOCUTEIBHO SKBAaTOPHAJIBbHOM IuiockocTH. Hambonpmmii yron pacmosaraercst co
CTOPOHBI BHYTPHMOJIEKYJSPHBIX KOHTakTOB Sb'O=C. AxcuaneHble yribel OSbO cocraBistor
178,48(15)° (1) u 172,66(10)° (2). ®parmentsr SbC; MIOCKHE, 3HAYCHHST BAJICHTHBIX YTJIOB MEXIY JK-
BaTOPHUAIBbHBIMU U aKCHAJIbHBIMH 3aMECTHTEIISIMU HE3HAYUTEIILHO OTIUYAIOTCS OT TEOPETUIECKOro 3Ha-
yenns 90° u BapeupyroTcs B mpegenax 87,8(5)-92,07(15)° (1), 86,33(12)-93,52(13)° (2). Koudopma-
NS APWITBHBIX JINTAHIOB TTO0 OTHOIICHHIO K IKBATOPHAIBEHOM TIIOCKOCTH [C3] TIporesuiepHast.

B crpykrype nukapOopanunkapookcmwiata mpuc(3-pTopheHnn)cypbMbl IPUCYTCTBYIOT BHYTPUMO-
JIEKYJISIpHBIE KOHTAKThl MEXAYy aTOMaMH CYpPbMBI M KMCIIOpOJa KapOOKCHIIATHBIX JIMTaHAOB, KOTOpHIC
cocrapisoT 3,089(3) A, uTo MeHbIe CyMMBI BaH-AEP-BAaalbCOBBIX PAJMYCOB CYpbMBI H KHCIOPOZA
(3,70 A) [27] n amanormuHbx KonTakToB B 2 (3,349(3), 3,237(3) A). dopmuposanue IpOCTpaHCTBEH-
HOU CETKH B KpHCTaJUIax coeTuHeHus1 1 00ycIoBIeHo HaTM4InueM caa0bIX BOZOPOIHBIX CBS3EH C yUacTH-
eM aToMOB 6opa KapOOKCHIATHBIX JIUTAHIO0B M (Topa apwibHBIX jurangos: B-H (3,186 A), F-'B
(3,461 A).

BrIiBoabI

Taxum o6pasom, B3aumoeiictue mpuc(3-hropheHmT)cypsMbl ¢ 2-MeTHIKApOOPaHUIKapOOHOBOM
KUCIIOTOH B TPUCYTCTBHU mpem-OyTWITHAPOIICPOKCUIA TPUBOAUT K oOpaszoBaHuio  6Ouc(2-
MeTuIKkapoopaHmwikapookcunara) mpuc(3-pTopheHmn)cypbMbl. PEHTTeHOCTPYKTYpHBI aHalu3 IOKa-
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3a, 4YTO aTOMbl CypbMbI B MOJEKynax 6Ouc(2-metmikapOopanmikapookcunara) — mpuc(3-
(ropdheHmT)CYphMBI UMEIOT HCKAKEHHYIO TPUTOHAJIBHO-ONTTUPaMUIATEHYI0 KOOPIUHAIIMIO C aTOMaMu
KHCIIOpOJia KapOOKCUJIATHBIX JIMTAHJIOB B aKCHAJILHBIX TOJIOKEHUSIX. B kpucTamie coequHeHrs Ha0IIo-
JAIOTCS BHYTPUMOJICKYJISIpHbIe KOHTAaKTHI Sb**O=C u ciabbie Bogopoansie cesi3u B"H u F--'B.
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Oxidation of tris(3-fluorophenyl)antimony with hydrogen hydroperoxide in the presence of
2-methylcarboranylcarboxylic acid leads to the formation of tris(3-fluorophenyl)antimony bis(2-
methylcarboranylcarboxylate) (1), the structural features of which have been established by X-
ray diffraction analysis. According to X-ray diffraction analysis performed at 293 K on an auto-
matic four-circle diffractometer D8 Quest Bruker (two-coordinate CCD detector, Mo Ka-
radiation, A = 0.71073 A, graphite monochromator), the crystals are characterized by:
CosH3gB2oF304Sh, M 809.52; monoclinic system, space group C2/c; cell parameters:
a=19.050(13), b = 14.441(9), ¢ = 14.568(9) A; a. = 90°, B = 98.51(2)°, y = 90°; V = 3964(4) A%,
Z = 4; crystal size 0.8 x 0.55 x 0.29 mm; index ranges —25 <h <25, -18 <k <18,-18<1<19;
total reflections 37401; independent reflections 4709; R;,; 0.0545; GOOF 1.108; R; = 0.0578,
WR, = 0.1482; residual electron density —0.59/1.09 ¢/A3. According to X-ray diffraction analysis
data, in the molecules of compound 1, the antimony atoms have a distorted trigonal-bipyramidal
coordination with the oxygen atoms of the carboxylate ligands in the axial positions. The Sh-C
bonds (2.104(4)-2.114(8) A) are shorter than the Sb—O distances (2.113(3) A), the OSbO axial
angle is 178.48(15)°, the CSbC angles are 109.7(2)°, 118.4(2)°, 131.8(3)°, while a significant in-
crease in one of the angles is associated with the cis-conformation of the carboxylate ligands
relative to the equatorial plane. The conformation of aryl ligands with respect to the equatorial
plane [Cs] is propeller. Structure 1 contains intramolecular Sb---O=C contacts between the anti-
mony and oxygen atoms of the carbonyl groups of the carboxylate ligands, which are 3.089(3) A.
The formation of a spatial network in the crystal of compound 1 is due to the presence of weak
hydrogen bonds with the participation of boron atoms of carboxylate ligands and fluorine of aryl
ligands: B---H (3.19 A) and F---B (3.45 A). Complete tables of atomic coordinates, bond lengths,
and bond angles are deposited at the Cambridge Structural Data Center (no. 2178731; depo-
sit@ccdc.cam.ac.uk or http://www.ccdc.cam.ac.uk/data_request/ cif).

Keywords:  tris(3-fluorophenyl)antimony, 2-methylcarboranylcarboxylic  acid,
butylhydroperoxide, oxidative addition, tris(3-fluorophenyl)antimony
methylcarboranylcarboxylate), structure, X-ray analysis
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