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CNOCOBb CUHTE3A BEH3OJICYJIb®OHATA TETPA(/TAPA-
TONUN)CTUBOHUA N3 XITOPUOA TETPA(/TAPA-
TONUN)CTUBOHUA U BEH3OJICYJIb®OHOBOU KUCINOThbI

B.B. lllapymuH
tOxHo-Ypanbsckuli 2ocydapcmeeHHbIl yHusepcumem, 2. YenabuHck, Poccusi

Bzaumogeiicterem xiopuaa terpa(napa-tomun)ctudonust p-Tol,SHCI (1) ¢ 6enzoncynsdhoHoBO#
KHUCIIOTOH B BOJIC CHHTE3UPOBaH OeH3oucynbhoHaT Tetpa(napa-tonun)crubonus pP-Tol,ShOSO,Ph (2).
CtpoeHue coeinHeHu# 1, 2 yCTaHOBICHO METOJIOM peHTreHoCTpykTypHOro ananusa (PCA). Ilo nas-
ueM PCA, xmopun terpa(napa-tommn)ctudorus P-Tol,ShCl (1) [CgHosCISb, M = 521,70; MoHOKITHH-
Hast CUHrOHus, TIp. Tp. P2;/n; mapamerps! sueiiku: a = 9,786(3) A, b = 23,168(8) A, ¢ = 12,026(5) A;
o = 90,00°, B = 113,689(16)°, y = 90,00°, V = 2496,6(16) A3, Z = 4; p(Beu.) = 1,388 r/cm’;
pu=1,224 MM F(000) = 1056,0; o6x. c6opa mo 20: 6,44-56,72°; —13 < h < 13, -30 < k < 30,
-15 < | < 15; Bcero orpaxenuii 59454; HesaBucumbix orpaxenuii 6189 (Riy = 0,0394);
GOOF = 1,055; R-thakTop 2,72 %] mMeeT MOJEKYJISIPHOE CTPOCHHE C MCKAKCHHON TPUTOHAIBHO-
OounupaMuaanbHON KoopauHamuei aroma cypbMbl (yrael CSHC  BapbupyroTcsi B mpenenax
96,12(8)-124,83(8)°, akcuanpubiii yron CSbCI cocrapnster 174,91(6)°, paccrosuus Sh—C u Sh—Cl
cocrapysior 2,107(2)-2,170(2) u 2,7230(13) A). Ananorumusoe cTpoeHue uMeeT GeH30MCYIbGOHAT
terpa(napa-romun)ctubdonust P-T0l,SHOSO,Ph (2) [C34H3305SSh, M = 643,1; pombudeckasi CUHIO-
Hus, np. rp. Pbca; mapamerpst sueiikm: a = 9,923(8) A, b = 18,923(16) A, ¢ = 32,72(3) A;
a = 90,00°, B = 90,00°, y = 90,00°, V = 6146(9) A3, Z = 8; p(Bera.) = 1,391 r/em®; p = 0,997 mm %
F(000) = 2624,0; 0611. cbopa mo 20: 5,954-56,644°; -8 <h < 12, 25 <k < 25, -43 <| < 43; Bcero
oTpakeHunit 73682; HezaBUCUMBIX oTpaxkernit 7553 (Riy = 0,0589); GOOF = 1,076; R-dakrop 4,93 %,
yriel CShC Bapeupyrores B npeaenax 97,72(14)-118,77(15)°, akcuansusiii yroa CSbO cocrasiser
176,44(13)°, paccrostans Sh—C u Sh—O cocrasnsior 2,105(4)-2,150(4) u 2,409(3) A]. onnsie Ta6-
JIMIBI KOOPJMHAT aTOMOB, JUIMH CBS3¢H W BAJCHTHBIX YIVIOB cOoeAnMHEHHH 1 W 2 JIeNOHHPOBaHbBI B
KemOpumxkckom — Oanke — cTpykTypHbix — nmanHeix  (CCDC 2167562 u  2126493;
deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Kmioueswvie cnosa: xnopuo, bensoncyivgponam, mempa(napa-moaun)cmubonull, Cunmes, cmpoe-
HUe, PEHM2EHOCMPYKIMYPHbLI AHAU3

Beenenue

Bospacraromuii iHTEpec K OpraHu4ecKUM COSIMHEHUSM CYPbMbI BO MHOTOM OTIPENENSETCS pacTy-
[IMM TIOTEHIIMAIOM UX PUMEHEHHsSI B CAMBIX Pa3HOOOPa3HbIX 00IACTIX MPAKTHUECKON JIeATENILHOCTH: B
KaueCTBe JICKAPCTBEHHBIX MPENApaToB, OMONUIOB, (PYHTHIIUIOB, B KAYECTBE PEAreHTOB M KOMIIOHEHTOB
KaTaJIUTHYECKUX CHUCTEM IPH MOIUMEPU3ANNN, B TOHKOM OPraHUYeCKOM CHHTE3€, B Ka4eCTBE aHTHOK-
cunanToB U jp. [1]. Onaumu n3 Hanbolee MCCIe0BaHHBIX CYPhbMAOPTaHUIYECKUX COCJIMHEHUH SBIISIOT-
csl peHUITbHBIC IPOU3BO/IHBIC MIATHBAIICHTHON cypbMbI 001Iei Gpopmynsr Ph,Sh]X (X — snekrpoorpuiia-
TenbHas rpymma) [2]. B MeHbInel creneHM W3y4eHBl MOJOOHBIE TOJMIBHBIE MPOM3BOIAHBIE [3—24].
C uenpro pacHIMpeHust SKCIIEPUMEHTAIBHOTO MaTepHralia 1o JaHHOMY HAIlpaBJISHUIO B HACTOSAIIEH pado-
T€ M3y4eHa peakius xjaopuaa terpa(napa-ronun)ctnoonus (1) ¢ 6eH301aCcyIb(pOHOBON KUCIOTOH, €TUH-
CTBEHBIM CYPbMAOpPraHUYECKUM IPOJYKTOM KOTOPOH siBisieTcss OeH3oincynbdoHar Terpa(napa-
Toyin)cTuboHus (2). Jlns komruiekcoB 1 u 2 mpuBeeHbl pe3ybTaThl PEHTTEHOCTPYKTYPHOT'O HCCIEIO0-
BaHUsI.

IKCcnepUMeHTAIBLHAS YaCTh

Cunre3 Oensoiacyiabdonara terpa(napa-roaua)crudonus pP-Tol,SbOSO,Ph (2). K pactBopy
261 mr (0,50 mmomb) xsopuaa terpa(napa-romamwn)ctudonuns (1) B 15 Mt Boabl npuOaBIIsUIN MpH TIepe-
MEIIMBAaHUN PACTBOP 79 Mr (MMOJib) OCH30JICYIb(OHOBOW KUCIOTHI B 5 MiI Bojbl. [locie ucnapeHus

BO/IbI M3 (rutbTpara monyuriu 310 mr (97 %) GecuBeTHBIX KpUCTa/UIOB KoMIuiekca 2 ¢ T. wi. 146 °C.
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Cnocob cuHme3sa
6eH30s1cyNIbGhOHama mempa(napa-moJsiusi)cmuboHusi...

HK-criextp (v, CM’l): 1280 ¢p.,1170 ou.c.,1130 c. (SO,). Haiizeno, %: C 63,26; H 5,20. C34H3303SSh.
Brruncieno, %: C 63,45; H 5,13.

HUK-cnextp coenunenus 2 3anucbiBann Ha MK-®Oypoe criektpomerpe Shimadzu [RAffinity-1S; 06-
pasert roroBuu TadnetuposarueM ¢ KBr (o6macts mormomenust 4000—400 cm ).

PeHTreHOCTPYKTYPHBIH aHAJM3 TPOBOAMIM HAa aBTOMATHUYECKOM YETBIPEXKPY)KHOM IudpakTo-
metpe Bruker D8 QUEST (Mo K, -usnyuenue, A = 0,71073 A, rpapurossiii Monoxpomarop). C6op,
pelaKkTUPOBAaHWE AaHHBIX U YTOUHEHHE MapaMeTPOB 3JIEMEHTApHOHN SYEHKH, a TAK)KE y4eT MOTIOMIECHHS
nposezens! mo mporpammaMm SMART u SAINT-Plus [25]. Bce pacdersl Mo OnpenesicHu0 U yTOYHEHHIO
CTPYKTYp BbIMOHEHBI 10 iporpammam SHELXL/PC [26] u OLEX2 [27]. CTpykTypsl OnpeaeieHbl mpsi-
MBIM METOZOM M YTOYHEHBI METOJJOM HAaMMEHBIINX KBaJPAaTOB B aHU30TPOIHOM MPHONMKEHUH AT He-
BOJIOPOJHBIX aTOMOB. Kpucrannorpaduueckre TaHHbIC U Pe3yJIbTaThl YTOYHEHUS! CTPYKTYP TPUBEICHBI
B Tabm. 1.

WapymuH B.B.

Tabnuua 1
KpucTannorpaduyeckue gaHHble, napameTpbl IKCNEPUMEHTA U YTOYHEHUS CTPYKTYP 11 2
ITapameTp 1 2
dDopMyna ngHngle Cg4H33OgSSb
M 521,70 643,41
CHHroHHSA MoHOKJIMHHAas Pombnueckas
IIpocTpaHcTBeHHAs rpymnna P2;/n Pbca
a, A 9,786(3) 9,923(8)
b, A 23,168(8) 18,932(16)
c, A 12,026(5) 32,72(3)
o, Tpaj. 90,00 90,00
f, Tpa. 113,689(16) 90,00
y, Tpam. 90,00 90,00
Vv, A° 2496,6(16) 6146(9)
YA 4 8
p(BBI4.), T/cM® 1,388 1,391
i, MM 1,224 0,997
F(000) 1056,0 2624,0
dopma kpucrauia (pazmep, MM) 0,47 x 0,32 x 0,1 0,21 x0,2x0,13
O6nacTh cObopa JaHHbIX 110 20, rpaj. 6,44-56,72 5,954-56,644
-13<h<13, -8<h<12,
HHTepBaibl HHACKCOB OTPAXKCHU N -30 <k <30, -25 <k <25,
-15<1<15 —43<1<43
H3MepeHo oTpakeHui 59454 73682
HesaBucumbix otpaxenuit (Rin) 6189 (0,0394) 7553 (0,0589)
Orpaxennii ¢ | > 26(1) 5133 4775
[TepeMEHHBIX YTOUHEHUS 275 359
GOOF 1,055 1,076
R-dpaxTopst o F* > 26(F?) R, =0,0272, wR, = 0,0581 R; = 10,0493, wR, = 0,0981
R-¢bakTopsl 10 BCEM OTpasKeHHUSIM R; =0,0383, wR, =0,0620 R; =0,0955, wR, =0,1148
Ocrartounas 3'ne1<Tp0HHa;13 0,52/0.23 _0,58/0,60
I0THOCTH (min/max), /A

[lonHble TabIMIBI KOOPAMHAT aTOMOB, UIMH CBA3EH M BAJICHTHBIX YIJIOB coeAuHeHHus 1 u 2 memno-
HupoBaHbl B KemOpumkckom OaHke CTPYKTYypHBIX naHHbIX (Ne 2167562 wu 2126493; depo-
sit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Oo0cy:xxaenne pe3yJbTaToB

M3BecTHO, YTO peakiuy oOMeHa TIOTCHHI-aHUOHA B TaJIOTCHUIAX TETPAAPHUICTHOOHUS HCIIOh-
3YIOTCSI JUTSI TIOJTYYICHHSI PA3TUIHBIX KOMIUIEKCOB METAIIIOB [2]. IHTepecHBIN ciydail 3aMemeHust Tajio-
TCHHJI-AaHHOHA Ha OCTATOK 0O0JIee CHIILHOW KUCIIOTHI OMKMCAaH aBTOpaMu paboThI [28], B KOTOPOH OIHUCHI-
BalOTCS PEaKIIMU TraJoreHu0B opranuiTpudeHmidhochoHus ¢ apeHCyI-(POHOBBIMU KUCIOTAMH B BOJIE,
MPHUBOIAIINE K 00pa30BaHUIO apeHCYIb(HOHATOB opraHunTpudeHmIhochoHus.
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B mponomxkenune mcciaeqoBaHN B 00JacTH peakuui 3aMeIleHHs TaloreHUI-aHHOHA B apUIIbHBIX
MPOM3BOJHBIX CYpbMBI H3yUeHA peakuus Xjaopuaa terpa(napa-ronun)ctudonus (1) ¢ 6enzoncynbpoHo-
BOil kucioToi. [lokasano, 4TO eAMHCTBEHHBIM MPOAYKTOM YKa3aHHOM PEaKIuy SIBIIETCS OCH30JICYIh-
(onar terpa(napa-romun)crudbonus p-Tol,SbOSO,Ph (2):

p-Tol,SbCl + HOSO,Ph  — p-Tol,ShOSO,Ph + HCI
2

Crpoenne xmopuna Terpa(napa-tomun)ctubonus 1 (puc. 1) ¢ Hm3kumm 3HaueHHsMH R-dakxTopa
ObLIO paHee onwmcaHo B [3, 4]; B HacTosIel paboTe ero CTpykTypa yrouneHa o R = 2,7 %. Kommieke
UMeEeT MOJICKYJISIPHOE CTPOCHUE C MCKAXKEHHOH TPUroHAJIbHO-OUNHUpaMUIaTbHONH KOOpIUHALIMEH aTomMa
cypbmbl (yriel CSbC BapeupytoTes B npenenax 96,12(8)-124,83(8)°, akcuanbhsbiii yron CShCI cocras-
nset 174,91(6)°, paccrosuus Sb—C u Sh—Cl cocrasnsior 2,107(2)-2,170(2) u 2,7230(13) A).

Puc. 1. CtpoeHue xnopuaa Tetpa(napa-rtonun)ctnéonus p-TolsSbCl (1)

O crpykType Komiriekca 2 (puc. 2) paHee coobrmanock B paborax [6—8].

ot

Puc. 2. CtpoeHue 6eH3oncynbgoHaTa TeTpa(rnapa-Tonun)cTmboHus
p-TOMSbOSOzPh (2)
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LWapymuH B.B. Crnocob cunme3sa
6eH30s1cyNIbGhOHama mempa(napa-moJsiusi)cmuboHusi...

[To manabM PCA, MOJIEKYIJBl 2 HMEIOT TPUTOHATBHO-OMMUpaMuiaibHoe crpoeHue. CynbpoHaTHAs
TpyNIia HaXOAUTCA B aKCHAIBHOM TIOJOKEHHH, YTO TTOJTHOCTBHIO COTJIACYETCSI C TEOpUEl OTTATKMBAaHUS
3JIeKTPOHHBIX Map BAJICHTHBIX OpOHTANeH, IIprdeM HabmoaaeMas miiHa cBs3u Sb—0 (2,409(3) A) mpe-
BOCXOJUT CyMMY KOBAJIEHTHBIX PaJMyCOB CBSI3aHHBIX MEXIy coboii aromMoB (2,14 A [29]). Vs CSbC
BapeUpyIOTCS B mpenenax 97,72(14)-118,77(15)°, akcuansubiii yron CSbO cocraBmsier 176,44(13)°,
paccrosuus Sb—C cocrasnsior 2,105(4)-2,150(4) A.

3aki0ueHue

Takum 00pazoM, BIIEPBBIC TI0 PEAKIUK 3aMEIICHUS U3 XJopuaa TeTpa(napa-tomun)ctuoonus (1) u
0EH30JICYTHQOHOBOM KHCIOTHI IOJIy4eH OCH30JICYIbQOHAT TeTpa(napa-ToMWIT)CTHOOHUS (2) ¢ BEIXOIOM
97 %; cTpoeHre KOMIUIEKCOB 1 1 2 I0Ka3aHO METOJIOM PEHTTEHOCTPYKTYPHOTO aHAIIN3A.
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SYNTHESIS METHOD OF TETRA(PARA-TOLYL)STIBONIUM
BENZENESULFONATE FROM TETRA(PARA-TOLYL)STIBONIUM
CHLORIDE AND BENZENESULPHONIC ACID

V.V. Sharutin, sharutin50@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

The interaction of tetra(para-tolyl)stibonium chloride p-Tol,SbCI (1) with benzenesulfonic acid
was used to synthesize tetra(para-tolyl)stibonium benzenesulfonate p-Tol,SbOSO,Ph (2). The struc-
ture of compounds 1, 2 was established by X-ray diffraction analysis (XRD). According to XRD da-
ta, tetra(para-tolyl)stibonium chloride p-Tol,ShCI (1) [CagH,sCISb, M = 521,70; monoclinic syngo-
ny, sp. gr. P21/n; cell parameters: a = 9.786(3) A, b = 23.168(8) A, ¢ = 12.026(5) A; o = 90.00°,
B = 113.689(16)°, y = 90.00°, V = 2496.6(16) A3, Z = 4; p(calc.) = 1.388 glcm®; p = 1.224 mm %;
F(000) = 1056.0; region 26 collection: 6.44-56.72°; —13 <h <13, -30 <k <30, —-15 < | < 15; total
reflections 59454; independent reflections 6189 (Ri, = 0.0394); GOOF = 1.055; R-factor 2.72%] has
a molecular structure with a distorted trigonal-bipyramidal coordination of the antimony atom
(the CSbC angles vary within 96.12(8)-124.83(8)°, the CSbCl axial angle is 174.91(6)°, the Sh-C
and Sh—ClI distances are 2.107(2)-2.170(2) and 2.7230(13) A). Tetra(para-tolyl)stibonium benzene-
sulfonate p-Tol;ShOSO,Ph (2) [C34H3305SSh, M = 643,1; rhombic system, sp. gr. Pbca; cell para-
meters: a = 9.923(8) A, b = 18.923(16) A, ¢ = 32.72(3) A; o = 90.00°, B = 90.00°, y = 90.00°,
V = 6146(9) A3, Z = 8; p(calc.) = 1.391 g/cm® p = 0.997 mm™; F(000) = 2624.0; region collection
for 20: 5.954-56.644°; -8 <h < 12, -25 <k <25, 43 <1 <43; total reflections 73682; independent
reflections 7553 (Ri; = 0.0589); GOOF = 1.076; R-factor 4.93%, the CSbC angles vary within
97.72(14)-118.77(15)°, the CSbO axial angle is 176.44(13)°, the Sb—C and Sh—O distances are
2.105(4)-2.150(4) and 2.409(3) A] has similar structure. Complete tables of atomic coordinates,
bond lengths, and bond angles for compounds 1 and 2 have been deposited with the Cambridge
Crystallographic Data Centre (CCDC 2167562 and 2126493) and are available, free of charge,
at deposit@ccdc.cam.ac.uk and http://www.ccdc.cam.ac.uk.

Keywords: chloride, benzenesulfonate, tetra(para-tolyl)stibonium, synthesis, structure, X-ray
diffraction analysis
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