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MWHOPHbINA NMPOOYKT [Ph;Sb(CI1)0]:C - PhH B PEAKLUMA
NEPEPACNPEQEJIEHUA IUTAHAOB APUJIbHbLIX NPOU3BOOHbIX
NATUBAJNIEHTHOU CYPbMbI

A.H. E¢hpemoe
FOxHO-Yparnbckul 2ocyGapcmeeHHbIlU yHUsepcumem, 2. YensbuHck, Poccus

OxHuM W3 TPOAYKTOB  peakmuu  Jauxiopuzaa  TpudeHwIcypsMbl u  6uc(2,4-
nuopompenokcuaom) TpudeHmicypsMbl (1:1 MonbH.) B OeH305Ie B aTMOC(hepe BO3ayXa SIBISCTCS
coeauHeHUEe TpexkoopanHupoBaHHOro yriepoxa [Ph;Sb(CHO];C - PhH (1). Coemunenme 1
unentuduimpoBado  Merogamu  VMK-CHEKTpOCKONMM W PEHTIEHOCTPYKTYPHOTO — aHaju3a.
ITo nanubiM  PCA, mneneBoit mpomykt seisietcs combBaTtoM c  OeH3omoM [Cg Hs Cl305Sbs,
M=1303,65; cuHrOHWsS MOHOKIHHHAs, rpymma cummerpun P2i/c; a 17,17(2), b 18,75(2);
¢ 17,322(18) A; @ 90,00, B 90,58(5), v 90,00 rpam.; V5576(11) A’ Z4; p 1,630 mm ';
F(000) 2580,0; pasmep kpuctamia 0,28x0,22x0,11 mM; obracte cbopa gaHHBIX 1O 20 6,4-36,8
rpaj.; HHTEpBaJbl HMHICKCOB oTpaxkeHwid —15<h<15, —-16<k<16, —15<I<15; Bcero
oTpaxkeHuil 24392; nezaBucuMmbix oTpaxenuid 3981; R;, 0,0516; nepemMeHHBIX yTOYHEHHUs 632,
GOOF 1,141; R; = 0,0392; wR, = 0,0912; octaro4nas 3iekTpoHHas mioTHOcTh 0,43/~0,35 e/A3].
Yrnet COSb B coeaumHeHun u3MeHstorcs B uHTepBane 123,3(8)-127,1(8)°. YkopoueHHbIC
110 CPaBHEHHIO C CyMMOii KOBAIeHTHBIX PaJHycoB yriepoaa u kucnopona (1,51 A) paccrosnus
C-0 (1,365(15)-1,385(15) A) cBHIETENLCTBYIOT O TIOBBIIIEHMH KPAaTHOCTH YKA3aHHBEIX CBS3EH.
AHoManbHOe cokpamenne paccrosuuii Sb—-O (1,986(7), 2,001(7), 2,011(7) A) B HeiirpanbHoit
MonekyTe 1 1o CpaBHEHHIO ¢ CyMMOH KOBAJIEHTHBIX PalHycOB CypbMbI U Kuciopona (2,14 A)
MIPeArnoJaraeT AeOKAIU3AINI0 dJEKTPOHHOU TIOTHOCTH 10 ocToBY CO;Sbs. Paccrostamst Sb—Cl
HECKOJIbKO OOJIbIlIe CYMMbI KOBAJCHTHBIX PaJMyCOB aTOMOB CYPbMbI U XJIOpa H JUIMHHEE, YeM B
JIUXJIOpHIe TPUPEHUICYPbMbI. ATOMBI CYpbMbl UMEIOT UCKaXXCHHYIO TPHUIOHAJIbHO-OMIHpaMu-
JAbHYI0 KOOPJMHALIMIO C TeTepoaToMaMH B aKCHAIBHBIX MNOJoXeHHsX. DopmupoBaHue
KPHUCTAJUTMUECKON CTPYKTYPHI MPOUCXOIUT 32 CHYET 00pa3oBaHUs ClaObIX BOJOPOJAHBIX CBsI3el
tuma C-H (2,72-2,90 A) u CI'"H (2,94 A). Tlonusle TabmuIb KOOPAUHAT aTOMOB, JJTHH CBS3eil
W BaJCHTHBIX YIJIOB JenoHHpoBaHbl B KeMOpumKcKOM OaHKe CTPYKTYPHBIX JaHHBIX
(Ne 1851485; deposit@cede.cam.ac.uk nim http://www.ccdc.cam.ac.uk/data_request/cif).

Kniouesvie cnosa: ouxnopuo mpugenuncypomol, 6uc(2,4-oubpomgpenoxcud) mpugenun-
CypbMbl,  peakyus — nepepacnpeoenenus — JIUeAHO08,  MPEXKOOPOUHUPOBAHHbLL  yenepoo,
HeUMmpanbHblli KOMNIEKC, PeHM2eHOCMPYKIMYPHLLU AHATU3.

Beenenue

Peakimu mepepacnpeneneHuss JUTaHIOB SIBISIOTCS HauOoJee IMEpCIEeKTUBHBIMH JUISI CHHTE3a
CMCIIIaHHOJIUTaH/IHBIX TTPOM3BOJHBIX TSTUBAICHTHOH CypbMBI obmiei dopmynsl Ar;SbXY (X, Y —
3NIEKTPOOTPULIATENIbHBIC JINTaHABI). BOJIBIIMHCTBO TaKUX peakuid NpOoTEeKaeT B aTMocdepe BO3ayXxa, YTo
HE TIPETSITCTBYET 00pa3oBaHuIo 1ieseBoro npoaykra [1-13]. OxHako BepOSATHOCTh B3aMMOICHCTBHS CO-
€AMHEHUN CYPBbMBI C YTIIEKHUCIIBIM ra30M U KUCIOPOAOM BO3/yXa AOCTATOYHO BEJIMKA, YTO MOATBEPIKIa-
eTCs peaKkuMsIMH NeHTaQEHWIBHBIX COeIMHEHUI 3JIEMEHTOB 15 TPyNIbI ¢ KUCIOPOAOM, OKCHUAAMH YTIJie-
pona, cepsl u azota [14—-17].

B nacrosime#t pabote U3 MpOAYKTOB peaklvy MepepacnpeesiCHUs JIMTaHI0B MKy TUXIOPUIOM
TpudeHMICYpbMBI U 6uc(2,4-mubpoMpeHokcuIoM) TpuEeHUICYpbMBI B OeH3011e B aTMocdepe BO3ayxa
OBUIT BBIIETICH B KpHCTALIMYECKOM Buae MUHOPHBIH niponykT [Ph;Sb(CI1)O];C - PhH (1) u onpenenenst
€ro 0COOCHHOCTH CTPOEHHUS METOZIOM PEHTTC€HOCTPYKTYPHOT'O aHAIIN3a.

[lo nuTepaTypHBIM JaHHBIM B KPUCTAJUIMYECKOM BHJE BBIIEICHO M CTPYKTYPHO OXapaKTepH30Ba-
HO HeOOJIBIIOE KOJIMYECTBO COCHUHEHUH, copepKalux NeHTpocumMmeTpuunyto rpynny C(OMXY);
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(M — metamn) [18, 19]. OmHako naHHBIE COSAMHEHUS MOIYYECHBI TOJNBKO IS TePEXOAHBIX METAIIOB U
AMEIOT HOHHYIO CTPYKTYDY.

IKCNepUMeHTAIbHASA YacTh

[Ph;Sb(CD)O];C - PhH (1). PactBop 25 mr (0,059 mmonb) auxnopuna TpudgeHmwicypbmsl 1 50,4 Mr
(0,059 mmoib) 6uc(2,4-nubpombpeHokcuna) TpUPeHWICYpbMBbl B 3 M1 O€H30J1a HArpEeBaIU B 3alassHHON
ammyse Ha BoasHoi 6aHe npu 80 °C B Tedenue yaca. [locie oxnaxaeHus: ¥ BCKPBITUS aMITyJIbl K CMECH
npubasnsui 0,5 MJI OKTaHa W BBIIEPXKHUBAJIK NP KOMHATHOHM TeMmepaType B armochepe Bo3ayxa 10
MOJIHOTO ynaneHust pactBopureseil. Ilomyunnu cienoBble KOMM4ecTBa OSCHBETHBIX KPUCTAIIIOB COCIU-
nenus 1 ¢ 1. pasn. 203 °C. UK crextp, v, cM ™ : 3367, 3049, 3020, 2945, 2920, 2864, 2823, 2769, 2657,
1633, 1600, 1585, 1494, 1456, 1446, 1396, 1363, 1313, 1294, 1276, 1232, 1188, 1155, 1120, 1087,
1068, 1029, 1014, 904, 862, 844, 833, 796, 769, 734, 705, 615, 584, 532, 486, 480, 418. Haiineno, %:
C 56,01; H 4,08. C4;Hs,C1305Sbs. Beruucineno, %: C 56,19; H 3,95.

HUK-cnexrp coenunenus 1 3anuceiBanu Ha UK-cniekrpomerpe Shimadzu IR Affinity-1S B TaGnerke
KBr B o6mactu 4000-400 cm .

Pentrenocrpykrypubiii anamm3 (PCA) kpucraia coenurenus 1 npoBeneH Ha audpaxkromerpe DS
QUEST ¢upmst Bruker (Mo Ko-usmyuenue, A = 0,71073 A, rpadutoBsiii Monoxpomarop) mpu 296(2) K.
C6op, perakTHpOBaHKE JaHHBIX U YTOYHCHUE MAPAMETPOB JIEMEHTAPHOH STYEHKH, a TaKkXKe y4eT TIOTJIONIe-
HUA nipoBeieHsl 1o nporpammaM SMART u SAINT-Plus [20]. Bece pacueTsl 0 OnpenesieHHo U yTOYHEHHIO
CTPYKTYpHI BBITIONHEHBI 10 niporpammam SHELXL/PC [21], OLEX2 [22]. CTpyKTypa ompezeieHa npsMbIM
METOZIOM M YTOYHEHA METOJJIOM HaWMEHBIIINX KBaJPaToB B aHU30TPOITHOM TPHOIIKEHUN ISl HEBOJIOPOI-
HBIX aTOMOB. Kpucramnorpaduueckue qaHHble U pe3ynbTaThl YTOUHEHHS CTPYKTYphl IPUBEACHH! B Ta0m. 1,
OCHOBHBIE JUTUHBI CBSI3€H U BaJICHTHBIE YIJbl — B Ta0M. 2. [lonHble TaOnuIlbl KOOPAMHAT aTOMOB, UIUH CBSI-
3¢l M BaJICHTHBIX YIJIOB JICMIOHUPOBaHbI B KeMOpHIKCKOM OaHKe CTPYKTYpHBIX HaHHBIX (Ne 1851485;
deposit@ccdc.cam.ac.uk wnum http:// www.ccde.cam.ac.uk/data_request/cif).

Tabnuua 1
Kpuctannorpadmyeckne aaHHbIe, NapaMeTpbl IKCNEPUMEHTA U YTOUHEHUS! CTPYKTYPbI 1
ITapametp 3HayeHne
M 1303,65
CuHroHus MOHOKJIMHHAs
IIp. rpynna P2,/c
a, A 17,17(2)
b, A 18,75(2)
c, A 17,322(18)
o, Tpaj. 90,00
B, rpaz. 90,58(5)
Y, Tpas. 90,00
v, A’ 5576(11)
YA 4
p(BBIL.), T/cM’ 1,553
1, MM | 1,630
F(000) 2580,0
Pasmep kpucranna, Mm 0,28 x 0,22 x 0,11
Ob6uacTth coopa maHHBIX 10 20, rpan. 6,4-36,8
-15<h<15,
MHTepBanbl HHACKCOB OTPAXKCHUN —-16<k<16,
-15</<15
W3mepeHo oTpakeHui 24392
HezaBucumbIx oTpakeHUI 3981 (R = 0,0516)
IlepeMeHHBIX yTOUHEHHS 632
GOOF 1,141
R-thaxTopsl o F>26(F~) f]lezlob(,)gg%z
R-daxTops! 10 BCeM OTpaKCHUAM Ri =0,0524,
wR, = 0,0983
OcTarouHasi 3JIeKTPOHHAs IIOTHOCTH (max/min), e/A’ 0,43/-0,35
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Tabnuua 2
OcHoBHbIe ANVHbI cBA3ewn (d) u BaneHTHbIE yrnbl (w) B CTPyKType 1

CBsi3b d, A Vron ®, TPal.
Sb(1)-CI(1) 2,560(4) O(1)Sb(1)CI(1) 177,1(2)
Sb(1)-0(1) 1,986(7) C(21)Sb(1)C(1) 119,0(4)
Sb(1)-C(21) 2,127(12) C(11)Sb(1)C(21) 126,5(5)
Sb(1)-C(1) 2,139(11) C(11)Sb(1)C(1) 114,0(5)
Sb(1)-C(11) 2,087(12) 0(2)Sb(2)C1(2) 174,7(2)
Sb(2)-CI(2) 2,544(4) C(41)Sb(2)C(51) 117,5(5)
Sb(2)-0(2) 2,001(7) C(31)Sb(2)C(41) 120,4(6)
Sb(2)-C(41) 2,090(12) C(31)Sb(2)C(51) 121,8(6)
Sb(2)-C(51) 2,124(13) 0(3)Sb(3)CI(3) 172,8(2)
Sb(2)-C(31) 2,085(13) C(71)Sb(3)C(81) 119,3(7)
Sb(3)-CI(3) 2,550(4) C(71)Sb(3)C(61) 121,2(6)
Sb(3)-0(3) 2,011(7) C(81)Sb(3)CI(3) 86,9(4)
Sb(3)-C(71) 2,075(14) C(81)Sb(3)C(61) 119,1(5)
Sb(3)-C(81) 2,094(12) C(61)Sb(3)CI(3) 90,7(5)
Sb(3)-C(61) 2,100(14) C(7)0(1)Sb(1) 123,3(8)
0(1)-C(7) 1,392(15) C(7)0(2)Sb(2) 126,6(8)
0(2)-C(7) 1,368(16) C(7)0(3)Sb(3) 127,1(8)
0(3)-C(7) 1,385(15) 0(3)Sb(3)C(71) 94,9(4)

OO0cy:k1eHue pe3ybTATOB

[Ipu nosiBnenun B KOkHO-YpanbcKoM rocyIapCcTBEHHOM YHHBEPCHTETE COBPEMEHHOTO TU(PPAKTO-
metpa D8 Quest BO3MOKHOCTh ONpEAEICHUS] KPUCTAIUIMIECKUX CTPYKTYP 3JIEMEHTOOPTaHUYECKUX CO-
€MHEHUI HEU3MEPUMO BO3pOCIIa, I03TOMY OIPEIEIUIOCh CTPOSHUE HE TOJbKO OCHOBHBIX KPUCTAJLIH-
YECKUX NMPOJYKTOB PEAKIIMiA, HO U MUHOPHBIX, HHOTJA BBIAEISEMBIX U3 PEaKIIMOHHON CMECH B CIeNo-
BBIX KOJIMYECTBaX.

HeoxwunanHoe crpoeHre MMel MHHOPHBIN MpoAyKT 1, oOpasyrommuiicst B peakiuy nepepacupesie-
JICHWsl JIMTaHJOB C Y4YacTHEeM [HWXJIOpHAa TPUPEHWICYPbMBI M JTUAPOKCHUAA TPUPEHHICYPHMBI
Ph;Sb[OC¢H;Br1,-2,4], B 6en30me. OueBUAHO, YTO MOSIBICHHE B KPUCTAIUINYECKOH CTPYKTYpe COEAMHE-
HUs 1 eHTpocuMMeTpryHOM rpymisl aToMOB CO; MOKHO OOBSCHHUTEH TOJIBKO B3aUMOACHCTBHEM yrJe-
KHCJIOTO Ta3a BO3JlyXa C UCXOJHBIMU CyphbMAOpraHWYECKHUMH MPOU3BOIHBIMU UITH K€ TIPOJAYKTOM peak-
LY NIepepacipeAeiIeHus TUraHI0B.

3 PhySbCl, + 2 CO, — [PhsSb(C1)O];C
Ph;SbCl, + Ph;Sb[OCeH;Br,-2,4], — PhsSb(C1)OC¢H;Br,-2,4 + CO, — [PhsSb(C1)O1;C

B nmutepatype ommcaHbl CUHTE3 U CTPOCHHE TOJIBKO MOHHBIX KOMIUIEKCOB MEPEXOJHBIX METAJIOB,
KaTHOHBI KOTOPBIX colepkatr HeHTpocummerpuunyto rpynmny C(OCuXY); [18, 19], a anuonamu sBis-
IOTCSl HUTPAT- U XJIOPaT-aHUOHBI, OJJHAKO TOAOOHBIE COSAMHEHHS ISl HETIEPEXOAHBIX METAIIOB HEH3-
BECTHBI.

Huapokcua TpuQeHWICYpbMbl ObIT MOMYYEH HAMH peakiyell OKUCIUTEIBHOTO IMPHCOCTHHEHUS
MeXIy TpueHmICyppMoii, 2,4-1uopoMdeHonom u mpem-0yTUATUAPONIEPOKCHIIOM 110 METOAMKE, MPH-
BejieHHOU B pabore [12]. BasxkHO OTMETHTb, UTO IENEBOTO MPOAYKTA PEaKIUU MepepactpeeiieHus -
TaH/0B M UCXOJHBIX COeTMHEHUI B KPUCTAJUIMYECKOM BHUIe HE ObUIO OOHAPYKEHO.

B UK-cnekrpe coenunenus 1 HabmromaeTcs mojoca MOTJIO0MICHUs BaJICHTHBIX KojeOaHui ¢pparMeH-
ta SbC; npu 480 cm . Takke NPUCYTCTBYeT HHTEHCHBHAS IOJIOCA TIOMNOMIEHHs Ipu 1232 cM ', xapak-
Tepu3ylolas BaJleHTHbIE Konebanus cBszeir C-O.

[To manabM PCA, coemuuenne 1 3aKpHUCTaITN30BAIOCH B BUJE COJIbBATa C OJTHOW MOJIEKYJION O€H-
3oma (cM. pucyHok). Yriel COSb B coenuHeHnn u3Mmenstoresi B matepBaie 123,3(8)°—127,1(8)°. Yko-
POYEHHBIE TI0 CPABHEHHIO C CyMMOI KOBAaJIEHTHBIX PaliycoB yriepoaa u kuciopoaa (1,51 A), paccros-
s C-O (1,365(15)-1,385(15) A) cBHmeTeNnbCTBYIOT O MOBBIIEHHH KPATHOCTH YKA3aHHBIX CBA3EH.
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AHnoMmanbHOe cokpamenue paccrosuuii Sb—-O (1,986(7), 2,001(7), 2,011(7) A) B HeiiTpansHoii Moneky-
sie 1 o cpaBHEHHIO C CyMMOii KOBaJIEHTHBIX PaJMyCOB CypbMbI U kucrnoposa (2,14 A [23]) npeanonara-
€T JIEIOKATU3AIHI0 3JICKTPOHHOH MIIOTHOCTH 10 0cTOBY CO3Sbs.

CTpoeHue komnnekca 1

Jlnunbl cBszeit Sb-C Bapsupytot B npenenax 2,075(14)-2,139(11) A. Paccrosaus Sb—Cl (2,560(4),
2,544(4), 2,550(4) A) Heckonbko Gonblle CyMMbl KOBAIEHTHBIX PaJdyCOB aTOMOB CypbMbI H XJIOpa
(2,40 A [24]). Basxxno oT™MeTuTsb, uTo JMHBI cBsaseil Sb—Cl B coequuenuu 1 JMHHEE, 4eM B IUXJIOPHIE
TpudeHuIcypsMbl (cpennee 3Hadenue 2,4810(6) A) [24].

ATOMBI CYypbMBI B MOJIeKyJie 1 MMEIOT KOOPJMHAIMIO NCKAKEHHON TPUTOHAIBHOW OMITUPaMUIIBI C
reTepoaToMaMy B aKCHAIbHBIX MOJOKEHUsIX. AkcuanbHble yriel OSbCl B Momekysne cocTaBisioT
177,1(2)°, 174,7(2)°, 178,8(2)°. Cymmsl yrino CSbC B 3KBaTOpHUANBHBIX IIOCKOCTSIX COCTaBISIOT 360°,
TIPU STOM 3HAYEHUS WHIUBUAYATHHBIX YTIIOB M3MEHsI0TCS B nHTEepBanax 114,0(5)-126,5(5)°, 117,5(5)—
121,8(6)°, 119,1(5)-121,2(6)°. ®parmentsl SbC; MpakTHYECKH IJIOCKHE, aTOM CYPBMBI BBIXOIUT U3
mnockoctu [C3] Ha 0,093 A (Sb(1)Cs), 0,056 A (Sb(2)C3), 0,071 A (Sb(3)Cs) k aTomy Kucnopoaa B ak-
CHAITFHBIX TOJIOKEHUSIXK. BEeTHMUMHBI BaJICHTHBIX YIJIOB MEXKIy aKCHANBHBIMU M 3KBATOPUAIBHBIMH 3a-
MECTUTEIISIMI HE3HAYUTEIBHO OTIMYAIOTCS OT TeopeTHueckoro 3HadeHus: 90° u BapbUpyIOTCS B Ipele-
max 86,3(4)°-95,3(4)° (CSbO), 84,7(3)°—90,7(5)° (CSbCl). Kondopmanus (HeHUITBHBIX JIUTAaHAOB IO
OTHOIICHHIO K COOTBETCTBYIOIIEH 3KBaTOpUaNbHOI miockocTH [C;] mpomnenepHas. JByrpaHHble yrisl
MEX]y TUIOCKOCTSAMH (PEHWJILHBIX TPYII M DKBATOPUAILHOW TUIOCKOCTHIO cocTaBisitoT 64,40° [C(1)-
C(6)], 24,67° [C(11)-C(16)], 57,18° [C(21)-C(26)]; 11,16° [C(31)-C(36)], 39,35° [C(41)-C(46)],
62,35° [C(51)-C(56)]; 67,19° [C(61)-C(66)], 22,05° [C(71)-C(76)], 35,91° [C(81)-C(86)].

dopMupoBaHHE KPUCTATUIMIECKOW CTPYKTYPBI OOYCIOBICHO CIa0BIMU BOJIOPOTHBIMH CBSI3SIMHU TH-
na CH (2,72-2,90 A) u Cl--*H (2,94 A).

BrIBOABI
TakuM 00pa3oM, KOHTAaKT PEaKIMOHHONH CMeCH, COAepXKalled Iuxjopua TpU(DEHUICYPbMBI H
ouc(2,4-nudpompeHokcun) TpuGEHUICYPbMBI B OSH30JI€, C BO3yXOM IIPUBOAMT K 00pa30BaHUIO COJb-
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BaTa MPOU3BOIHOTO TPEXKOOPAMHUPOBAHHOTO yraepoaa ¢ 6enzonom [Ph;Sb(Cl)O];C - PhH. O6pa3zosa-
HHE JAaHHOTO COEIMHEHHS, Colepkamero cUMMeTpuuHyo rpynmy COs;, MOXKXHO OOBSICHUTH TOJBKO
B3aUMOJICHCTBUEM YTIICKHCIIOTO T'a3a BO3yXa C HCXOJHBIMU MPOU3BOAHBIMH TPH(EHUICYPHMBI HITH JKEe
NPOJYKTOM pEaKIfy NepepactpeiesieHust Turanios. [Ipomykra peakiiuy nepepacnpeielieHUs JIMTaHI0B
Y UCXOJHBIX COEAMHEHUN B KPUCTAIUIMIECKOM BHE OOHAPYKEHO HE ObII0. PEHTreHOCTpyKTYpHBIN aHa-
T3 TOKa3aj, 4To aroMbl cypbMbl B Modekyie [Ph;Sb(Cl)O];C uMeroT MCKaKEHHYIO TPHUTOHAIBHO-
OMITMPaMUIANTBEHYI0 KOOPIUHAIIMIO C TETEPOaTOMaMH B AKCHAITBHBIX TIOJ0KECHHUSIX.
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THE MINOR PRODUCT [Ph3;Sb(CI)O];C - PhH
IN THE LIGAND REDISTRIBUTION REACTIONS
OF PENTAVALENT ANTIMONY ARYL DERIVATIVES

A.N. Efremov, efremov_an94@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

One of the reaction products of triphenylantimony dichloride and triphenylantimony bis(2,4-
dibromophenoxide) (1:1 mol.) in benzene in air is the compound of three-coordinated carbon
[Ph;Sb(C1)O];C - PhH (1). The compound has been identified by IR spectroscopy and X-ray dif-
fraction analysis. According to the X-ray diffraction analysis the target product is a benzene sol-
vate [CgHs;Cl305Sb;, M = 1303.65; the monoclinic system, space group P2;/c; a 17.17(2),
b 18.75(2); ¢ 17.322(18) A; o 90.00, B 90.58(5), y 90.00 rpan.; ¥ 5576(11) A%; Z4; u 1.630 mm ';
F(000) 2580.0; crystal size 0.28 x 0.22 x 0.11 mm; 26 for data collection 6.4 — 36.8 degrees; in-
dex ranges —15 <h <15, -16 <k <16, —15 <1< 15; total reflections 24392; independent reflec-
tions 3981; R;,, 0.0516; variables 632, GOOF 1.141; R, = 0.0392; wR, = 0.0912; residual electron
density 0.43/-0.35 ¢/A’]. The COSb angles in the compound 1 vary in the interval
123.3(8)-127.1(8)°. The C—O shortened distances (1.365(15)—1.385(15) A) compared to the sum
of the covalent radii of carbon and oxygen atoms (1.51 A) indicate an increase in the multiplicity
of these bonds. The abnormal reduction of Sb—O distances (1.986(7), 2.001(7), 2.011(7) A) in the
neutral molecule 1 compared to the sum of the covalent radii of antimony and oxygen atoms
(2.14 A) implies delocalization of the electron density in the CO3Sbs core. The Sb — CI distances
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are slightly longer than the sum of the covalent radii of antimony and chlorine atoms and
are longer than ones in triphenylantimony dichloride. The antimony atoms have a distorted tri-
gonal-bipyramidal coordination with heteroatoms in axial positions. The formation of the crystal
structure is due to the formation of weak hydrogen bonds such as C-**H (2.72-2.90 A) and CI-"H
(2.94 A). Complete tables of coordinates of atoms, bond lengths and valence angles are deposited
at the Cambridge Structural Data Bank (No. 1851485; deposit@ccdc.cam.ac.uk; http://
www.ccdc.cam.ac.uk/data_request/cif).

Keywords: triphenylantimony dichloride, triphenylantimony bis(2,4-dibromophenoxide),
ligand redistribution reaction, neutral complex, three-coordinated carbon, X-ray diffraction
analysis.
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