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CUHTE3 U CTPOEHUE NOHHOI'O KOMIJIEKCA CYPbMbI

E.C. MexaHowuHa
HOxHo-Ypanbckul eocydapcmeeHHsbili yHugsepcumem, 2. HensibuHck, Poccusi

B3zanmMojielicTBIEM SKBHMOJISAPHBIX KOJIUYECTB AUXJIOPUAA NApA-TONUIBHCMYTA H XJIOpHIA
TeTpaeHIICYPbMBI B OCH30JIe MOJYYCH M CTPYKTYPHO OXapaKTepU30BaH HOHHBIA KOMILICKC
cypsMbl 1 BucMyTa [PhySb], [p-Tol,Bi,Clg] - 2PhH (1). TTo nanHBIM peHTTEHOCTPYKTYPHOTO aHa-
nm3a, mpoBeneHHoro mpu 293 K Ha aBTOMAaTHYECKOM HYETHIPEXKPYKHOM IHU(PPaKTOMETpE
D8 Quest Bruker (mByxkoopaunatsbiii CCD — merextop, Mo K,-m3mydenue, A = 0,71073 A,
rpadutoBbiii MOHOXpoMaTop), kpuctamia 1 [CysH3zoCl;SbBi, M 992,82; cunronust MOHOKIMHHAS,
rpynna cummetpun C2/c; mapamerpsl sueiiku: a = 22,93(2), b = 13,953(16), ¢ = 26,35(3) A;
a=90,00, B = 105,19(3), y = 90,00 rpax., V = 8136(15) A®, Z = 8; pu. = 1,621 riem’;
20 5,84-57,2 rpax., pasmep kpucramma 0,5%0,16x0,03 mm®; HHTEpBaNEl HHIEKCOB OTPAKSHHH —
30 <h <30, -18 < k <18, —34 <1< 35, Bcero orpaxenuii 116516, He3aBUCUMBIX OTpa)KEHHI
10179; Ry = 0,1439, GOOF 1,085; R-thakrops mo F> > 26(F?) R; = 0,0552, WR, = 0,1004;
R-¢paxToper mo Bcem otpaxkenusm R; = 0,1097, wR, = 0,1200; ocratouHass 3;1eKTpOHHAS IUIOT-
HocTh (Max/min) 0,97/-1,45 ¢/A®] aToMBI CypbMbl B KATHOHAX HMEIOT HCKAXEHHYIO TETPAaro-
HanbHyI0 KoopauHanuio (yriasl CShC 104,8(3)-113,2(3)°). Jnuub! csaseit Sb—C u3MeHsIOTCS B
y3KOM HHTepBase 3HadeHuii (2,081(7)-2,098(7) A). B ueHTpoCHMMETPHYHBIX OUAIEPHBIX AHHO-
Hax [p-Tol;Bi,Clg] atrombl BucMyTa UMEIOT CNAOOMCKAKEHHYIO OKTA3JPUUECKYIO KOO IMHAIIMIO:
yuc-yrer CIBICl nexat B uurepane 81,95(10)-91,18(10)°, mpanc-yrast CIBIiCl cocrasmstor
171,92(7), 172,84(7)°, nnuna cessu Bi—C pasna 2,249(7) A. CTpykTypHas opranusanus B KpH-
cramte 1 o6ycioBieHa claGbIMH MEXMOJIEKYISpHbIMEM KoHTakTamu Turma Cl-H 2,73-2,94 A.
[TosHbIe TAOIHUIBI KOOPIMHAT aTOMOB, JUTHH CBSI3eH U BAIICHTHBIX YIJIOB IS CTPYKTYPhI 1 JICTIOHH-
poBanbl B KeMOpHIKCKOM GaHKe CTpYKTYpHBIX maHHBIX (Ne2125624; deposit@ccdc.cam.ac.uk;
https://www.ccdc.cam.ac.uk).

Knrouegvie crosa: peaxyus, Ouxaopud napa-moaui8ucMymd, XJa0puo mempageHucypob-
mol, 6enzon, komnaexce [PhySb], [p-Tol,Bi,Cle/ - 2PhH, cmpoenue, penmeenocmpyxmypnviii
ananus.

HHTepec K MOHHBIM KOMIUIEKCaM CYpbMBI U BUCMYTa CBSI3aH C OTKPBITHEM HX CBOWCTB CETHETO-
3IIEKTPUKOB, (DOTO-, TEPMO- U COTBBOXPOMH3MA, JIFOMUHECIIeHINH [ 1-5].

W3BecTHO, 4TO MPOM3BOJAHBICE TPEXBAJICHTHOrO BHCMyTa oOmied dopmyisl ArBiX wm ArBiX;
MO’KHO CHHTE3UPOBATh 10 PEaKIMU ACAPUIMPOBAHUS TpHapuiBHcMyTa kuciotamu HX [6]. M3BecTHO
TaKXe, YTO MPOU3BOJHBIE BUCMYTa 3TOTO TUIA CIOCOOHBI pearnpoBaTh C TajJOreHuAaMHu TeTpadeHuI-
ctubonus [7]. Tak, HaliieHO, YTO B pe3yibTaTe B3aMMOJACHCTBHS XJIOpHAA TETPaPEHUICYPBMBI C
ouc(2,5-mumetnnoensoncynbponarom) henmaBrcmyTa (3¢up-6en3odn, 1:1, 20°C, 24 4) U3 peakIMOHHON
cMecH OBLIO BBIJIEJICHO JIBa KPUCTALTHYECKHUX MPoaykTa. OAUH U3 HUX ObLIT HICHTU(DHUIIMPOBAH Kak 2,5-
JUMETHIIOCH30IICYIb(oHAT TeTpadeHmIcypbMbl. CTpOEHHE BTOPOTO COCOUHEHUS YAAJOCh YCTAHOBHUTH
TOJIKO METOZIOM PEHTI€HOCTPYKTYPHOT0 aHaln3a. beclBeTHbIE KPpUCTAIIIBI C TEMIIEPATyPOH TIaBICHHS
136137 °C, BbIIeTICHHBIE U3 PEAKIIMOHHON CMECH, KaK 0Ka3aJoCh, MPEJICTABISIOT COOOH KOMITIEKCHOE
COEAMHEHHE, COCTOoAlIee M3 KaTHOHOB TEeTPad)eHMJICTUOOHMS M OHSIEPHBIX aHHOHOB LMKIMYECKOTO
cTpoeHus: — au-p-(2,5-aumernnoensoncynbponaro)-ouc[permnauxnopoucmar(l)] rerpadenuncyps-
Mbl. Mcxons u3 3TOro, OblIa MpeyioskeHa cieaylonas cXeMa B3auMOJCHCTBUS XJIOpuaa TeTpadeHuI-
CypbMbI ¢ Ouc(2,5-muMeTnnoeH30CyNb(GOHATOM) (HEHHIBUCMYTA.
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Cl\ 0__; §—=—0 1
4PhSbCl + 2PhBX, — [PhySbl, | Ph— B; Bi — Ph
-2 Ph,SbX 7\ VRN
cl % Y a
X =050, CeH;(Me;)- 2,5 o

CornacHO MaHHOW cXeMe BBIXOIbI 2,5-TUMeTHIOCH30JICYIb(OHATa TeTpadeHUICYPEMBI U IH-|L-
(2,5-numerundenzoncynbonaro)-ouc| pernnauxnopopucmara(lll)] rerpapenuncypemsr cocraBuam 83
1 89 % cooTBeTcTBEHHO. B mosyueHHoM komiuiekce kaTuoH Ph,Sb* uMeer o6bIuHOE TeTpasapuueckoe
cTpoeHne. B aHuWOHe ABa aTroMa BHCMYTa CBS3aHBI MEXAYy COOOW NBYMS MOCTUKOBBIMH 2,5-
I[I/IMCTHJ]GCH?;OJ’IC}’J’H)Q)OHaTHI)IMI/I JIMraHJJaMH1 4€pe3 aTOMbI KUCJIOpPOJaA. KOOpI{I/IHaL[I/Iﬂ aTOMOB BUCMYTa
OKTa3JIpuyecKasi, OJJHO MOJIOKEHUE 3aHATO HEMOJICTIEHHON JIEKTPOHHOM Mapoi; JJIMHBI CBSA3EM COCTaB-
msrot: Bi-Cl 2,531(2) m 2,548(2), Bi—O 2,644(6) u 2,668(6), Bi—C 2,237(9) A. Vanmunenue cs3u Bi-O
[0 CPAaBHEHMIO C AHAJIOTUYHBIMHU CBS3SIMH B apeHCynb(oHaTax AUGEHUIBUCMYTAa MOXHO OOBSCHHUTH
YBEIMUYEHHEM KOOPAWHAIMOHHOTO YHCJIa aTOMa BUCMYTa U IepepaclpeneieHueM dIIEKTPOHHOM IMIoT-
HOCTH 110 0OJbIIEMY YUCITy CBA3ed. BocbMHUUIEHHOE KOJIBIIO, COCTOSIIIEE U3 ATOMOB BUCMYTa, KHCIOPO-
Jla ¥ cephl, LEHTPOCUMMETPUYHO, 00anaeT KoHpopMaLue kpecio, ABa MPOTUBOMOIOKHBIX aTOMa KHU-
ciopona [O(2) u O(2a)] BBIXOAAT U3 MIIOCKOCTH OCTAIBHBIX (KOMIIaHapHBIX B penenax 0,09 A) B pas-
Hble cTOpoHkl Ha 0,93 A.

Heckonbko wHaue pearupyer XJaopui TerpadeHWICYpbMbl U Ouc(4-meTnnbensoncynbhonar) ¢e-
HWJIBHCMYTa. B 3TOM cilyyae MpOAyKTOM peakIHH SBJISETCS TOJBKO OJHO COCAMHEHHE, BBIACICHHOE B
BHJIE KPYITHBIX KPUCTAIIIOB, TUTABSIIHXCS pu Temmeparype 88—90 °C, koTopoe ObITO 0XapaKTepu30Ba-
HO METOJIOM PEHTI'€HOCTPYKTYpHOro aHanu3a. OKa3ajaoch, 4TO MPH B3aUMOACHCTBUN YKa3aHHBIX BBILIE
peareHToB MPOUCXOAUT IEepPexo]l MOHA XJiopa OT XJIOpHAa TeTpadeHHICYPbMbI B KOOPIUHALMOHHYIO
cdepy aTOMOB BHCMYTa, TPH 3TOM OOMEHa apeHCYJIb()OHATHON IPYMIBI HA XJIOP, KaK B MPEIBIAYIIEM
cilydae, He HaOJIIoIaeTCsl.

B —2
O
SN
X\ OO L
2PhiSCE + 2 PhBIX, ————> 2[PhiSb] | Ph—Bi Bi—Ph

[Mosy4eHHsIit KOMILTIEKC uMeeT oduryto Gopmymy [Ph,Sb],[Ph,Bi,(0SO,C¢H,Me-4),Cl;] - 2PhH. Bri-
XOJ] IpoyKTa coctaBmi 92 %. KoopanHamus aToMOB BUCMYyTa B aHHOHE OKTadIPHUECKast, O/THO TTOJIOKe-
HHE 3aHATO CBOOOIHOM AMIeKTPOHHOI mapoit. JmiHs! cesseii Bi—O B mukie paBHb! 2,446(5) n 2,622(5) A.
Paccrosuue Bi—Cl cocrasnser 2,536(2) A. BochbMu4jIeHHOE KOJIBIO, COCTOSIIEE U3 aTOMOB BUCMYTA, K-
CJIOPOJIa U CEPBI, IEHTPOCUMMETPUIHO, 00J1aiaeT KoH(QopMaIuel kpecio, 1Ba IPOTUBOIIOIOKHBIX aTOMa
kuciopona [O(6) u O(6a)] BEIXOAT U3 TIOCKOCTH OCTAIBHEIX B PasHble CTOPoHE! Ha 0,62 A.

B macrosime#t pabore ObLia MccieqoBaHa peakiys JUXIOPHIA Napa-TONWIBUCMYTa € XJIOPUIOM
terpadeHmncypeMbl B Oerzoze. Ilpeanonaranocs, 4To B3aUMOJCHCTBHE JUXJIOpUIA apHIBUCMYTa C
XJIOPUJIOM TeTpadeHWICYPhbMBI MPHUBEJET K 00pa30BaHUIO0 KOMILICKCa, B OUSJIEPHOM aHHOHE KOTOPOTO
aTOMBI XJIOpa OyIyT BBHIOIHITH MOCTUKOBYIO (DYHKITHIO. OTMETHM, 9TO MOHHBIE KOMIUIEKCH BHCMYTa,
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coziepKaliye MOHO-, OJIUTO- U MOJHMSAICPHBIE aHUOHBI IOCTATOYHO XOPOLIO M3y4YEeHBI M HauOouee ImoJ-
HBIE 0030pPBI 10 CHHTE3Y, CBOMCTBAM M BO3MOXHOCTSIM MX HCIIOJIB30BaHMS OBUIN OIMyOJIMKOBAHBI B TO-
ciennee Bpems [8, 9], omHako OusiiepHBIE aHMOHBI BUCMYTa C MOCTHKOBBIMH aTOMaMH XJiopa 0 Ha-
CTOSIILIEr0 BpeMEeHU Hen3BecTHHI. K HacTosmeMy BpeMeH! OMMCaHbl KOMILIEKCH BHCMYTa TOJIBKO C MOC-
THUKOBBIMH aToMaMu noja [10-22].

[TokazaHo, YTO MPOAYKTOM pPEAKIHH AWXJIOPUAA Napa-TOIWIBHCMYTA C XJIOPHIOM TeTpageHuUI-
CYpbMBI B OCH30JIE SBJISCTCS CONMBbBAT H-U-(XI0p0)-6uc[napa-romunauxnopoBucmar(lll)] rerpadenmn-
cypbMbI ¢ 6erzonom [PhsSb], [p-Tol,Bi,Cls] - 2PhH (1):

_ 2=
Cl Cl Cl
2PhH + NN S
2Ph,ShCl + 2p-TolBiCl, ——— [PhySbl, Bi Bi\ + 2PhH
Cl Ci Cl

1

[Tpo3paunbie OeciBEeTHBIE KPUCTAILIBI, YCTOHYMBBIC K ACHCTBHIO BJIATH U KHCJIOPOJa BO3/AyXa, pac-
TBOPUMBIE B alleTOHE, apOMATUYECKUX YTICBOAOPOIaX, XJI0podopMe U AUOKCAHE, BBIACISIIUCH U3 peax-
LHUOHHOM cMecH B TeueHue 24 u.

B UK-criextpe coemunenns 1 HabmoqaeTcs moxoca MOTIOMEHNs CpeaHe HHTEHCHBHOCTH BaJICHT-
HBIX Koyiebanuit cesaseit Sh—C mpu 446 e L. TT00ChI MOTIIONIEHHUS BAIEHTHBIX KOJNEOaHNHi METHIBHBIX
rpynn pacronoxensl B MK-criektpe mpu 3012 cm * (acuMMerpudsbie konebanns) u npu 2986 cM
(cummetpuunbie KoeOanust). UK-ciekTp coemuHenns 1 Taxke COMEPKUT XapaKTepHbIE MOJOCHI Ba-
JICHTHBIX KOJICOAHUH YIJIEPOIHOTO CKeJIeTa apoMaTHIeCKuX GpparMeHToB: 1477, 1435 cM . BaeHTHBIM
kosieOanusmM cBsizeli Ca—H oTBeuaeT mosoca MOTIIONIEHUS CpeAHEH MHTEHCHMBHOCTH mpu 3051 CM’l,
BHETUTOCKOCTHBIM JIeOPMAIMOHHBIM KONEGAHMSIM STHX e CBA3eH — mojoca npu 799 cM ', IIOCKOCT-
HBIM J1e(hOPMAIIOHHBIM KONEGAHMSIM — IONM0Ch ipr 1065 1 995 cm * [23-25].

Ilo naHHBIM PEHTTEHOCTPYKTYPHOI'O aHAIN3a, KPUCTAILT 1 COCTOUT U3 HECKOIBKO NCKAXKEHHBIX TET-
pasapudecknx KaTHoHOB TeTpadenunctubonus (yrimst CShC cocrasmsror 104,8(3)°—113,2(3)°) (puc. 1).

cli3)

i)

c(s1)

c(61)

Puc. 1. CtpoeHue komnnekca 1

Jimnael cesseif Sb—C m3MeHsIOTCS B y3KOM MHTepBane 3HaueHmit (2,081(7)-2,098(7) A), uto
MEHBIIE CyMMbl KOBaJIEHTHBIX PaJHyCOB aTOMOB-apTHepoB (2,19 A [26]. B HeHTpOCHMMETPHYHBIX
ousiepHbix annoHax [p-Tol,Bi,Clg] atombl BucMyTa MMErOT cabo-HCKaKEHHYIO OKTadJPUUECKYIO KO-
opmunaimto: yuc-yriel CIBICl nexar B untepsane 81,95(10)-91,18(10)°, mpanc-yrast CIBICl cocras-
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nsot 171,92(7), 172,84(7)°, nnuna cessu Bi—C pasna 2,249(7) A. CrpykTypHas opraHusamus B Kpu-
cramie 1 o6ycrmoBneHa cnabbIMH MEKMONEKYIApHbIME KoHTakTamu Tuma Cl-H 2,73-2,94 A (cymma
BaH-JIep-BaalbCOBBIX aTOMOB-NapTHEPOB 4,0 A [27]).

JKcnepuMeHTAIbHAS YaCcTh

Cunre3 xommiexca [PhsSb], [p-Tol,Bi,Clg] - 2PhH (1). Cmecs 0,11 r (0,3 MMoIB) AuXIOpHIA
napa-tonunBucMyTa, momydenHoro w3z 0,15 r (0,3 mMmome) Tpu(napa-tonmn)sucmyrta, u 0,14 T
(0,3 mmoub) xmopuna TerpadeHucTuOonus B 15 Mt GeH30i1a BhIICPKUBAIN 24 4 TIPH KOMHATHOH TeM-
neparype. Ha cTrenkax koi0bl BRIAEISIINCH OeciiBeTHBIe KpucTawiel 1 ¢ T. pasn. 125 °C. W3 Gen3onpHO-
ro pactBopa Beiensuiu 0,265 T Heckonbko 3arpsizHenHoro 1. O6muit Beixoa 89 %. Haitneno: C 51,38;
H 4,37. C43H34Cl3SbBi. Brruucieno: C 51,97; H 3,93.

OnemenTHsiid anamu3 Ha C u H BeimonHeH Ha aneMenTHoM aHanu3arope Carlo Erba CHNS-O EA
1108. TemmepaTypsl IIaBICHUSI H3MEPEHBI HA CHHXPOHHOM TepMoananmu3atope Netzsch 449C Jupiter.

UK-criextp, (v, cmY): 3051, 3012, 2986, 1477, 1435, 1335, 1186, 1065, 995, 799, 743, 733, 689,
478, 446.

HK-cnektp coenunenus 1 3anuceiBanu Ha MUK-Oypbe cnekrpomerpe Shimadzu IR Affinity-1S B
tabnerke KBr B o6macti 4000—400 cm .

Pentrenocrpykrypublii anaau3 (PCA) kpuctama 1 mpoBeieH Ha aBTOMAaTHYECKOM YETHIPEX-
kpyxHoM qudpakromerpe D8 QUEST ¢upmer Bruker (Mo K -usnyuenue, A = 0,71073 A, rpadurossiit
MoHoxpomartop). Co6op, pelakTUpOBAHUE JAaHHBIX W YTOYHEHHUE MapaMeTpOB dJIEMEHTAPHOU SUCHKH, a
TAK)KE y4eT MOTJIONIEH s MpoBeacHbI ¢ momMoiipio mporpamm SMART u SAINT-Plus [28]. Bee pacueTst
10 OMNpE/ICIICHUI0O U YTOYHCHHUIO CTPYKTYp BBINOJHEHBI ¢ momomipio mporpamm SHELXL/PC [29],
OLEX2 [30]. CTpyKTypbl ompeneneHbl NpsiMbIM METOAOM U YTOYHEHBI METOJIOM HaWMEHBIINX KBaJpa-
TOB B aHU30TPOITHOM MPHOJIMKESHUH 11 HEBOJIOPOIHBIX aTOMOB. [Toj0keHHe aTOMOB BOJIOPO/A yTOY-

wsu o mMojenu Haesmuuka (U,,o(H) = 1,2U,4(C)). Kpucramnorpadhuyeckne TaHHbIE W PE3yIbTATHI

YTOUHEHHS CTPYKTYp NPUBEACHHI B Tabi. 1, reoMeTpuiyeckue XapakTepUCTUKN KOOPAWHAIMOHHOTO I10-
JM3/Ipa aToOMa CypbMbI — B TaOII. 2.

Ta6bnuua 1
Kpuctannorpaduyeckue aaHHbIe, NapaMeTpbl 3KCNEPUMEHTa U YTOYHEHUSA CTPYKTYpbI 1
[Tapametp 3HaueHue
<DopMyna C43HggBiC|3Sb
M 992,83
7,K 293
CuHrOHHSA MoHoKIMHHas
Ip. rpynma C2lc
a, A 22,93(2)
b, A 13,953(16)
c,A 26,35(3)
oL, Tpaj. 90,00
B, rpan. 105,19(3)
Y, Tpaj. 90,00
v, A° 8136(15)
z 8
p(BBI4.), T/cM® 1,621
i, MM L 5,209
F(000) 3856,0
Pasmep kpucraina, MM 0,5x 0,16 x 0,03
O6nacTts cObopa JaHHBIX 10 20, Tpan 5,84-57,2
WHTEepBaIbI HHICKCOB OTPAXKCHUN -30<h<30,-18<k<18,-34<1<35
H3mMepeHo oTpakeHUi 116516
He3aBucuMsbIx oTpaxeHuit 10179
Rint 0,1439
IlepeMeHHBIX yTOUHEHUS 435
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OKoHu4aHue Tabn. 1

ITapameTtp 3HayeHue
GOOF 1,085
R-¢akrops o F2 > 26(F?) R = 0,0552, WR, = 0,1004
R-(haxTops! 10 BCeM OTpaskeHUSIM R, =0,1097, wR, = 0,1200
OcrarouHast 3JIeKTPOHHAs! TTIOTHOCTh
(min/max), e/A 0,97/-1,45
Tabnuua 2
OnuHbl CcBsi3el U BaneHTHble yrnbl B cCoegnHeHUn 1
Cas3b d, A Vron o, Tpajl.
Sb(1)-C(31) 2,096(7) 0(1)Sh(1)0O(3) 174,99(15)
Sh(1)-C(1) 2,098(7) C(11)Sh(1)C(31) 104,8(3)
Sb(1)-C(11) 2,081(7) C(11)Sh(1)C(21) 113,2(3)
Sh(1)-C(21) 2,097(7) Cl(2)Bi(1)CI(4) 81,95(10)
Bi(1)-CI(2) 2,859(3) CI(1)Bi(1)CI(2) 171,92(7)
Bi(1)-CI(4) 2,875(3) CI(1)Bi(1)CI(4) 91,18(10)
Bi(1)-CI(1) 2,615(3) CI(3)Bi(1)CI(2) 91,00(10)
Bi(1)-CI(3) 2,606(3) CI(3)Bi(1)CI(4) 172,84(7)
Bi(1)-C(41) 2,249(7) CI(3)Bi(1)CI(1) 95,94(11)

[MonHble TaGIHUIBI KOOPAUHAT aTOMOB, JUIMH CBSI3¢H M BAICHTHBIX YIJIOB JCHIOHHUPOBaHbI B Kem-
OPHIKCKOM OaHKe CTPYKTYPHBIX JTAHHBIX (Ne 2125624; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

BriBoabI

Y CTaHOBIICHO, YTO B3aUMOJICHCTBHE IKBUMOJISIPHBIX KOJMUYECTB AUXJIOPHU/IA apa-TOIMI-BUCMYTa C
XJIOpuJoM TeTpadeHICTHOOHST B OEH30Jie TMPUBOJUT K OOpa30BaHHUIO CONIbBATa JH-L-(XJIOPO)-
6uc[napa-romunauxnoposucmara(lll)] rerpadenncypsmer ¢ 6enszonom [PhSh], [p-Tol,Bi,Clg] - 2PhH,
B KaTHOHE KOTOPOTO aTOM CypbMbI IMEET MCKa)KEHHYIO TeTParoHaIbHYI0 KOOPIMHAIIMIO, & aTOMBI BUC-
MyTa B [EHTPOCHMMETPHUHBIX OusepHbIx aHnoHax [p-Tol,Bi,Clg]*” nmeror crabonckakeHHy0 OKTa-
sapuueckyro KoopauHaimio (yuc-yribl CIBICl nexxar B uarepsane 81,95(10)-91,18(10)°, mpanc-yrist
CIBiCl cocrapmsror 171,92(7), 172,84(7)°, nnuna csasu Bi—C pasna 2,249(7) A).

BaarogapuocTs
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SYNTHESIS AND STRUCTURE OF IONIC COMPLEX INCLUDING
ANTIMONY AND BISMUTH [Ph,Sb], [p-Tol,BI,Cle] - 2PhH

E.S. Mekhanoshina, mexev@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

The reaction of equimolar amounts of para-tolylbismuth dichloride with tetraphenylantimo-
ny chloride in benzene leads to formation of an ionic complex including antimony and bismuth
[PhsSb], [p-Tol,Bi,Clg] - 2PhH (1). The structure of complex 1 has been established by X-ray dif-
fraction analysis. The X-ray structural analysis was carried out on an automatic four-circle
D8 Quest Bruker diffractometer (Mo K,-radiation, A = 0.71073 A, graphite monochromator) at
293 K [C43H3Cl3SbBi, M 992.82; monoclinic syngony, space group C2/c; cell parameters:
a = 22.93(2), b = 13.953(16), ¢ = 26.35(3) A; o = 90.00, B = 105.19(3), y = 90.00 deg.,
V =8136(15) A®, Z = 8; peac = 1.621 r/em®; 20 5.84-57.2 deg., crystal size 0.5 x 0.16 x 0.03 mm?;
index ranges —30 < h <30, -18 < k < 18, -34 < | < 35, total reflections 116516, independent ref-
lections 10179; R, = 0.1439, GOOF 1.085, R-factors for F*>> 26(F?) R, = 0.0552, wR, = 0.1004;
R-factors for all reflections R; = 0.1097, wR, = 0.1200; residual electron density (max/min)
0.97/-1.45 e/A®]. In the molecule of crystal 1 the coordination of the antimony atom in cations is
distorted tetrahedral (the CShC angles are 104.8(3)°—113.2(3)°). The Sb—C bond lengths vary in
a narrow range of values (2.081(7)-2.098(7) A). The coordination of the bismuth atoms in cen-
trosymmetric binuclear anions [p-Tol,Bi,Clg] is slightly distorted octahedral: the CIBICl cis-
angles are in the range 81.95(10)-91.18(10)°, the CIBICl trans-angles are 171.92(7), 172.84(7)°,
the length of the Bi—C bond is 2.249(7) A. The structural organization in crystal 1 is due to weak
intermolecular contacts of the Cl--"H type, 2.73-2.94 A. Complete tables of atomic coordinates,
bond lengths and bond angles for structure 1 have been deposited at the Cambridge Crystallo-
graphic Data Centre (No. 2125624; deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Keywords: reaction, para-tolylbismuth dichloride, tetraphenylantimony chloride, benzene,
complex [Ph,Sb], [p-Tol,Bi,Cle/ - 2PhH, structure, X-ray structural analysis.
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