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CUHTE3 U CTPOEHUE AOOYKTA

ANXINOPUOA TPU(MTAPA-TOINN)CYPbMbI

C XJIOPO(4-HUTPOD®EHOKCU)TPU(ITAPA-TONNIT)CYPbMOM
p-Tol;SbCl,-p-Tol;Sb(CI)OCsH4(NO,-4)

B.B. llapymuH, O.K. llapymuHa

FOxHO-Ypanbckuli 2ocydapcmeeHHbIlU yHusepcumem, 2. YenssbuHck

BsanmMopeiictBueM auxiopuaa TpU(napa-TOMHI)CYpbMBL € 6uc(4-HUTPO(EHOKCH)-
TpU(napa-tonun)cypbmoit (3:1 MOJIBH.) B TOIyOJIe CHHTE3UpPOBaHa XJI0PO(4-HUTPOGHEHOKCH)-
Tpu(napa-ronun)cyppMa, KOTOpas KpPHCTAJUIM3yeTCs M3 pacTBopa B BHUIE aAJgyKTa
p-Tol3SbCl,-p-Tol;Sb(CI)OCsH4(NO,-4). Ctpoenue annykTa yctaHoBiaeHo MetonoM PCA.

Knmouesvie cnosa: oOuxiopuo mpu(napa-moaun)cypomel,  ouc(4-numpoghenoxcu)-
mpu(napa-moaun)cypvma, aooykm p-Tol;SbClp-Tol;Shb(Cl)OCsH(NO,-4), penmeenocm-
PYKIMYPHOIL AHATU3.

Beenenne

Coenunenus tuna R;SbXY, B KOTOPEIX NPUCYTCTBYIOT pa3iWYHbIEC 3IEKTPOOTPULIATEIbHbIE 3aMec-
TUTeNu X U Y, 10 HACTOAILIETO BPEMEHHU SIBJIAIOTCA MaJIO U3yUYeHHBIMU. BO3MOXKHO, 3TO CBSI3aHO C TPYy-
HOCTSIMH, BO3HUKAIOIIUMHU TP MX BBIJICICHUH U3 PEakMOHHOHN cMecu. Kak nmpaBuio, Gakt morydeHus
MOJOOHBIX MPOU3BOIHBIX TOKA3bIBAIOT HA OCHOBAHUH CIIEKTPOCKOIMYECKUX MCCICAOBAHUN U JIMIIb He-
KOTOPBIC U3 HUX 0XapaKTEePHU30BaHbl METOJOM PEHTT€HOCTPYKTYPHOTO aHaiu3a [1-4].

B numtepatype omnmcaHo JBa croco0a CHHTE3a CMEIIAHHOJIWTAHAHBIX TPOHM3BOAHBIX CYpPHMBI
Ph;Sb(Hal)OAr. B mepBoMm cnydae XJIOpOApOKCHIOTPU(DEHUWICYPbMY TONydYald pacIIeIUICHUEM
U1-okcoduc[(xnopo)rpudennicypbmsl| 2,4,6-rpudpompenonom [5], BO BTOPOM — B3aUMOJACHCTBHUEM IH-
XJIOpUaa TPUPEHUICYPbMBI C TUAPOKCUAOM TPUGEHUICYPHMBI [6—7].

B Hacrosimieli paboTe HM3y4eHO B3aUMOJICHCTBHE TUXJIOPHAA TPU(napa-TOMUN)CYpbMbI ¢ Ouc(4-
HUTPO()EHOKCH ) TPU(1apa-TOIUI)CYypPbMON U yCTAaHOBJIEHB!I MOJICKYJISIpHAs! M KPUCTAJUIMYECKAs! CTPYKTY-
PHI TIOIYYEHHOTO MTPOIYKTA.

IKCNepUMeHTAIbHASA YacTh

AJIYKT DUXJIOpPUAA TPH(Rapa-TONWI)CypbMbI ¢ XJOPO(4-HUTPOGEeHOKCH)TPH(napa-ToInI)-
cypbMoii (1). Cmecs 0,280 1 (0,60 mmons) auxiopuna Tpu(napa-romun)cypsmset u 0,134 r (0,20 MMoB)
ouc(4-aurpodeHokcn ) Tpu(napa-roaun)cypbMsel B 10 Mt 6enzona Harpesanu npu 80 °C 1 yac B 3anasH-
Holi ammye. [locie BCKpBITHS aMITyIibl IPH MEJUICHHOM HCIIapeHUH pacTBOPUTENS HaOMoamu oopaso-
BaHHE OECIBETHBIX KPUCTAIOB 1, KoTophle puinbpTpoBaiu u cymminu. [lomyyunu 0,348 r coeaunenus 1
(84 %) ¢ 1. 1. 146 °C. UK-cniektp (v, cM '): 1577, 1484, 1436, 1278, 1243, 1166, 1098, 1071, 1023,
998, 845, 830, 745, 731, 693, 643, 625, 519, 482, 461. Haiineno, %: C 55,55, H 4,53. C43Hs05C1;Sb,N.
Brrancneno, %: C 55,65, H 4,44.

HUK-cnektp coenunenus 1 3amuceiBanu Ha MK-ciekrpomerpe Bruker Tensor 27 B Ba3eIHMHOBOM
Macie Mexny tabnerkamu KBr B o6macta 4000—400 oM L

PentrenocTpykrypublii anamu3 (PCA) kpucramia 1 mpoBeneH Ha aBTOMATHYECKOM YETHIPEX-
kpyxHoM qudpakromerpe D8 QUEST ¢upmsr Bruker (Mo K -u3nyuenue, A =0,71073 A, rpadurosbiii
MoHoxpomarop) npu 296(2) K. Coop, peqakTupoBaHHe JaHHBIX U YTOYHEHHE MapaMeTpOB dJIEeMEeHTap-
HOW STYEHKH, a TAKXKE YUYET MOTJIOIICHUS MPOBEIEHBI ¢ TOMOINBI0 porpamMMm SMART u SAINT-Plus [8].
Bce pacdersl mo ONpeneNeHWI0O M YTOUYHEHHIO CTPYKTYP BBINOJHEHBI C IOMOIIBIO TPOrpamMM
SHELXL/PC [9] u OLEX [10]. CTpyKTypbl ONpe/ieieHbl MPSMBIM METOJIOM M YyTOYHEHBI METOJIOM Hau-
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MCHBIINX KBaJApPaTOB B aHU30TPOITHOM HpI/I6JII/I)KeHI/II/I IJI1 HEBOAOPOAHBIX aTOMOB. Ilonoxenue aToMoB

BOJIOpOAa YTOUHSIH 1o Monenu Hae3gHuKa (Uo(H) = 1,2U,,(C)). Kpucramiorpaduyeckue nanapie u
pe3yabTaThl YTOUHEHHUS CTPYKTYP IPHUBEICHBI B Ta0J. 1, reoMeTprUeCKUEe XapaKTePUCTHKU KOOPIUHA-
IIHOHHOT'O MOJIUD/IPa aTOMa CYPbMBI — B Ta0J. 2.

IMonHpie TaOMUIBI KOOPAMHAT aTOMOB, JUIMH CBfA3¢H W BaJCHTHBIX YIJIOB JCTOHUpPOBaHbI B KeM-
OpHUIHKCKOM OaHke CTPYKTYPHBIX  JTaHHBIX (Ne 1446497, deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

Tabnuua 1
Kpuctannorpadmyeckue aaHHble, napameTpbl 3KCMepUMEeHTa U YTOYHEHUA CTPYKTYpbI 1
[Tapametp 3HaueHue
M 1034,7
CuHronus PomOunueckas
IIp. rpynna P2,2,2,
a, A 9,6641(3)
b, A 15,3144(4)
c, A 31,6756(9)
o, Tpaj 90,00
B, rpax 90,00
Y, Ipag 90,00
VA 4688,0(2)
Y4 4
p (BbI4.), T/cM’ 1,466
1, MM 1,363
F(000) 2072,0
Pa3mep xpucramna, MM 0,42 x 0,27 x 0,15
Oo6sacTh cOopa TaHHBIX 10 20, rpaj 6,3 —52,78°
WuTepBanbl MHACKCOB OTPaKEHUIH —12<h<12,-19<k<17,-39<7<39
W3mepeHo oTpakeHuH 52513
HezaBucuMbix oTpakeHui 9560 (R, = 0,0425)
IlepeMEHHBIX YTOUHEHUS 520
GOOF 1,064
R-daxtops moF>> 26(F?) R, =0,0765, wR, = 0,2209
R-daxTopbl 110 BceM OTpaskeHUAM R,=0,0951, wR, =0,2386
OcTaToy4Hast MEKTPOHHAs IOTHOCTH (Min/max), e/A’ 2,81/-1,03

Tabnuua 2
OcHOBHbIe AnNuHbI cBA3en (d)  BaneHTHbIe yrnbl (©) B cTpyKType 1
Css13b JmnHa, A VYron ®, TpajI.
Sb(2)-CI(3) 2,613(2) C1(2)Sb(2)CI(3) 176,82(8)
Sb(2)-Cl(2) 2,587(2) C(61)Sb(2)C(51) 117,9(4)
Sb(2)-C(61) 2,105(11) C(61)Sb(2)C(41) 118,9(4)
Sb(2)-C(51) 2,112(12) C(51)Sb(2)C(41) 123,1(4)
Sb(2)-C(41) 2,117(12) O(1)Sb(1)CI(1) 174,3(2)
Sb(1)-CI(1) 2,586(2) C(11)Sb(1)C21 121,8(4)
Sb(1)-0(1) 2,085(8) C(1)Sb(1)C21 118,7(5)
Sb(1)-C(21) 2,128(11) C(1)Sb(1)C11 119,3(5)
Sb(1)-C(11) 2,120(11) O(1)Sb(1)C(1) 84,1(4)
Sb(1)-C(1) 2,107(11) C(11)Sb(1)CI(1) 92,6(3)
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Oo0cy:xxnenne pe3yJbTaToB

[lombiTkn cunHTe3upoBath coeauneHue tumna Ph;SbX(Y) u3 nByX NpoM3BOAHBIX CHMMETPHYHOTO
ctpoenns Ph3SbX, u Ph;SbY, He Bcerna nmpuBomsT Kk kenaeMomy pesyibraTy. CyIIeCTBYeT MHEHHE,
YTO BBIJICJICHHE CMEIIAHHBIX MPOU3BOIHBIX B HHIMBHUIYILHOM BHJIE BO3MOXKHO JIUIIb TP OYCHb HH3-
KHUX TeMIIeparypax WM B MPUCYTCTBHUH PACTBOPHUTEINS, NPEISTCTBYIOUIETO YCTAHOBICHUIO PAaBHOBECHS
[11]. Tak, B pabore [6] ueneBoit mpoaykT Ph3;Sb(CI)OAr ynanock BbLIENHUTE NIpH JT00aBICHUU K TOMO-
TCeHHOMY TOJYOJBHOMY PacTBOPY IUXJIOPHIA U JHUAPOKCHAA TPU(PEHWICYPbMBI OKTaHA MPH TTOCIEIYIO-
LIeM MeJUICHHOM HCIIapeHUH CMECH PacTBOPHUTEIICH.

B mHacrosimeit paboTe CHHTE3 MPOW3BOIHOTO CYPbMBl ~ HECHMMETPHUYHOIO  CTPOCHUS
p-Tol;Sb(CI)OC¢H4NO,-4 Obl1  OCyHISCTBIIEH W3 Jauxjopuaa Tpu(napa-Tonun)CypbMbl U 6Ouc(4-
HUTPO(EHOKCH ) TPU(napa-Toaui)CypbMbl B OeH3ose. [y cMelienus: paBHOBeCHsI B CTOPOHY 00pazoBa-
HUS TIPOAYKTA B PEaKUWIO ObLI BBEOCH TPEXKPATHBIH M30BITOK OAHOTO M3 MCXOJHBIX COCAMHEHHH —
nuxyopuaa Tpu(napa-romuin)cypbMel. [lpu 3ToM 00HapyX)eHO, YTO OECIBETHBIE KPUCTAIUIBI, BHIIEIICH-
HBIC U3 PEAKIIMOHHOW CMECH, TPEJICTABIISIIOT COO0H aIyKT AUXIOPUIA TPU(1apa-TONWIT)CYPbMBI C XJIO-
po(4-autpodenokcu)rpu(napa-ronun)cypbomoit (1):

3p-T013SbC12+ p-T013Sb(OC6H4CN02-4)2—)2 p-T013SbC12p-T013Sb(C1)OC6H4CN02-4)

1

Takum 00pa3oM, peakius IepepacHpeeicHUs PaaUuKaIoB MPU aTOME CYPbMbl MEXIy oOuc(4-
HUTPO(EHOKCH ) TPH(1apa-TOII)CypbMON 1 W30BITKOM JUXIIOpHIA TPU(DEHUICYPHMBI, JCHCTBUTENBHO,
MPUBOIUT K 00pPa30BaHUIO CMEIIAHHOIO apOKCOTAIOTeHHa TPH(Hapa-TOIHUI)CypbMbl, KOTOPBIH, OHa-
KO, MPOSIBIISIET CIIOCOOHOCTh K COBMECTHOM KPUCTAUTH3AINU C JUXJIOPUIOM TPU(DEHIICYPEMBI B BUJIC
agmykrta 1:1.

[lo nanueiM PCA, atomsl cypembl B Mosekynax p-Tol;Sb(Cl)OCsH4(NO,-4) u p-Tol;SbCl, B xpu-
crajie 1 UMEIOT UCKaKEHHYIO TPUTOHAIBHO-OUIMPpaMUIaIbHYI0 KOOPAUHALMIO C 3JIEKTPOOTPULIATEb-
HBIMH 3aMECTHTEISIMU B aKCUAIBHBIX MTOJIOKECHHUSAX (CM. pUCYHOK).

C(57)

CtpoeHue agaykTa 1
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Tpu skBaTOpHanbHbie (QEHWIBHBIE TPYNIBl NPUHUMAIOT HAaWMEHEE CTEPUYECKH 3aTPyIHEHHYIO
koH(popMmario nponemiepa. Axkcuansabie yriasl Cl(1)Sb(1)O(1) u CI(2)Sb(2)CI(3) pasust 174,3(2)° n
176,82(8)°, aToMbl CypbMbI OTKIOHSIOTCS M3 3KBaTOpUanbHoi miockoctu [C;] Ha 0,051 A k atomy ku-
c0poza B MONeKylie Xaopo(4-Hutpodenokcn)rpu(napa-ronun)cypbMsl 1 Ha 0,038 A k atomy CI(3) B
MoJIeKyJie quxiopuna tpu(napa-tonui)cypbMbl. Cymmbl yrioB CSbC B 3KBaTOpHANbHBIX IJIOCKOCTSIX
cocTaBisioT 359,8° 1 359,9° COOTBETCTBEHHO, MPH 3TOM 3HAYCHUS MHIWBHUIYAIBHBIX SKBATOPHUATHHBIX
yraos (118,7(5)°, 119,3(5)°, 121,8(4)° u 117,9(4)°, 118,9(4)°, 123,1(4)°) Takxke UMEIOT OMU3KHUE 3HAUE-
Hus (1a6m. 2). Jmansl csseit Sb(1)-C(1,11,21) (2,107(11), 2,120(11), 2,128(11) A, cpennee 3nauenue
2,118(11) A) 6Gnusku k HabmoJaeMbIM 3HAYEHHAM DSKBATOPUANBHBIX cBsseil Sb(2)-C(41,51,61)
(2.117(12), 2.112(12), 2.105(11) A, cpennee 3nauenue 2,111(12) A). Paccrosuus Sb(1)-CI(1) u Sb(2)—
ClI(2,3) (2,586(2) u 2,587(2), 2,613(2) A) neckonbko 6oibIe CyMMbl KOBaJEHTHBIX PaINyCOB YKa3aH-
HeIx atoMoB (2,40A [12]), kak u mmna ceasu Sb(1)-O (2,085(8) A) no oTHomEHHIO K cyMMe KOBa-
JNIeHTHBIX paauycoB atomoB O u Sb 2,07 A [12]. OrMeTum, uTO B KpHCTalIe JUXJIOpUaA TpH(napa-
TOJIMJI)CYPbMbI KOH(HUTYpAIUs MOJICKYJIbI OJIM3Ka K MacalIbHOM (akcuaibHBIA yron 180°, skBaropuaib-
Hble yriibl 120°), npu 3ToM U 3kBaTopuanbable cBasu Sb—C (2,104 A) u akcuanbubie caszu Sb—Cl (2,476
A) [13] kopode cOOTBETCTBYIOIMX CBA3EH B aHAIOTMYHON MOJIeKyJIe aaaykTa 1.

B kpucranne nmeroT Mecto cinadble MEKMOJIEKYIApHbIE BOoopoaHble cBs3u Tuna O(2)---H-C(62),
O(3)*H-C(67) u C1(2)--"H-C(7).

BriBoabI

TakuMm 00pa3oM, BBEICHUE B PEAKIIUIO MepepacipeesiCHIs JIEKTPOOTPHUIIATEIIBHBIX 3aMECTHTEIICH
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JTUBUAYAIBHOTO COCAMHEHUS.
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SYNTHESIS AND STRUCTURE OF THE ADDUCT
TRI(PARA-TOLYL)ANTIMONY DICHLORIDE

WITH CLORO(4-NITROPHENOXY)TRI(PARA-TOLYL)ANTIMONY
p-Tol;SbCl,-p-Tol;Sb(C1)OCeH.(NO,-4)

V.V. Sharutin, vvsharutin@rambler.ru
O.K. Sharutina, sharutinao@mail.ru

South Ural State University, Chelyabinsk, Russian Federation

Chloro(4-nitrophenoxy)tri(para-tolyl)antimony has been synthesized by the interaction
of tri(para-tolyl)antimony dichloride with bis(4-nitrophenoxy)tri(para-tolyl)antimony (3:1
mol.) in toluene. The addition compound has been crystallized from the solution as the adduct
p-Tol;SbCly-p-Tol;Sb(CI)OCcH4(NO,-4). The structure of the adduct has been established by
the X-ray diffractionanalysis.

Keywords: tri(para-tolyl)antimony dichloride, bis(4-nitrophenoxy)tri(para-tolyl)antimony,
adduct p-Tol;SbCL,p-Tol3Sb(Cl)OCsH (NO»-4), X-ray diffraction analysis.
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