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CUHTE3 U CTPOEHMUE COJIbBATA BUC(4-
METUNBEH3OJICYJIb®OHATA) TPUC(2-METOKCUDPEHWUIT)CYPbMbI
C BEH3O0JIOM

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

BsaumoneiictBueM mpuc(2-MeTOKCHPEHMIT)CYPbMBI ¢ 4-METHIOEH30JICYTb()OHOBOM KH-
CJIOTOH, B MPUCYTCTBUM mpem-OyTunrunponepokcuna (1:2:1 MonpH.) B AUITUIOBOM 3dupe
pU KOMHATHOI TeMIlepaType CHHTE3MpPOBaH M CTPYKTYPHO OXapaKTEpPH30BaH COJbBAT
ouc(4-metunbensoncynnhonaro)mpuc(2-MmeTokCu(EHNUIT)CypPbMbI c OeH30I0M (2-
MeOCgH,)3Sb[OSO,CsH;Me-4], - 2 PhH (1). [lo maHHBIM PEHTTEHOCTPYKTYPHOTO aHan3a,
npoBeaeHHoro Ha nudpakromerpe D8 QUEST dupmer Bruker, kpucrammorpaduueckue mapa-
METpBI 3JIEMEHTApHO sueikn coenuneHns 1. mpoctpancTBennas rpymma C2/c, a = 26,683(12),
b = 8,745(4), ¢ = 35,463(17) A, a = 90,00°, B = 103,252(18)°, y = 90,00°, V = 8055(6) A®, pyus =
1,424 r/em®, Z = 8. Atomsl CYpPBMBI HMEIOT UCKKEHHYIO TPUTOHAIBHO-OUIIIPaMIIATEHYIO KO-
OpAMHALIMIO C aTOMaMH KHCIIOPOJAa B aKCHAIBHBIX MOJOKeHUAX. 3HadeHne yrima OSbO coctas-
nstet 175,49(9)°. Imunsl cBsseit Sb—C nexat B uaTepBane 3Hadenuii 2,093(3)—2,098(3) A. dop-
MHPOBaHHE KPUCTALIMIECKOW CTPYKTYpHl B cOoeAMHEHHH 1 00yCIIOBICHO HaJMYUEM CIa0BIX
MEKMONEKYTAPHBIX BOAOPOIHBIX cBszeit S=0--H-C 2,61-2,7 A. ATOM cypbMBI BBIXOIHUT U3 K-
BaTopuanbHoil miockoctH [Cs] Ha 0,076 A. TlonHble TaGIHITEI KOOPIMHAT ATOMOB, JUIMH CBA3CH 1
BQJICHTHBIX YTJIOB JIeMOHUPOBaHb! B KeMOpHIKCKOM GaHKe CTPYKTYpHBIX qaHHBIX (Ne 2141659 (1),
deposit@ccdc.cam.ac.uk nu http://www.ccdc.cam.ac.uk/data_request/cif).

Knouesvie crnosa: 4-memunbensoncynoonosas kucioma, mpuc(2-memoxcughenun)cypoma,
mpem-6ymuacuoponeporcud, peaxyus OKUCTUMETbHO20 NPUCOeOUHeHUs, CUHmes, CMmpoeHile,
PEHM2eHOCMPYKMYPHbI AHATU3.

B npopomkeHne uccieoBaHns 0COOCHHOCTEH CHHTE3a U CTPOSHHUS OPraHOCyIb()OHATOB TPHAPHUII-
cypbMbl 0601ei hpopmyier ArsSb(OSO,R), [1-20] cuHTe3upOBaH 10 peakiiii OKUCIUTEILHOTO PHCOe-
JMHEHHS C TOCIEAYIONIeH MNepeKpucTajuin3anueii u3 OeH3o0ia combBaT  Ouc(4-MeTrioeH30I1-
cynbhonaTo)mpuc(2-metokcudeHmwT)cypbMbl ¢ 6er3omoM (2-MeOCgH,);Sb[OSO,CeH;Me-4],- 2 PhH (1).

JKCcnepUMeHTAIBHAS YaCTh

Cunre3 cobBaTa ouc(4-meTwiden3ocyiabponara) mpuc(2-merokcugeHua)CypbMsbI ¢ GeH30-
JIOM (2'MeOC6H4)3Sb[OSOQC5H4Me'4]2 -2 PhH (1)

Cmece 100 wmr (0,22 wmmonb) mpuc(2-metokcupenumn)cyppmbl, 92 wmr (0,44 mmomnb) 4-
METHIIOEH30JICYIb(hoHOBOM KuCioThl U 28 Mr (0,31 mmonb) 70%-HOro BOJHOTO pPacTBOpa mpem-
Oyrunruaponepokcuna B 30 mu austunoBoro 3¢upa BeiaepxkuBaiu npu 20 °C B teuenue 24 4. Ilo-
CJIe MEJIEHHOTO yAalleHus! pacTBopuTeist noinydmwnn 165 mr (87 %) 6eclBETHBIX KPUCTAIIOB, KOTOPBIE
mociie MepeKpUCTANTH3ANNA U3 cMecu OeH3onm—okTaH (2:1) umenw t,, = 148 °C. UK-cmektp, v, eM
3157, 3062, 2972, 2931, 2829, 2360, 1913, 1581, 1477, 1456, 1425, 1282, 1255, 1161, 1126, 1097,
1053, 1014, 966, 927, 850, 758, 677, 611, 567, 476, 441. Haiineno, %: C 56,89; H 4,88. C4H41S,0,Sh.
Brraucaeno, %: C 57,02; H 4,79.

HK-cnekrp coennnenus 1 3anvceiBanu Ha MK-cnektpomerpe Shimadzu IR Affinity-1S B Tabier-
xax KBr B o6mactu 4000-400 cm .

DJeMeHTHBIH anaau3 nposeeH Ha npubope Carlo-Erba 1106.

Pentrenocrpykrypublii ananaus (PCA) xpuctamia 1 npoBoaunu Ha augppakromerpe D8 QUEST
dupmer Bruker (Mo K,-uznyuenue, A = 0,71073 A, rpagurossiii Monoxpomatop) npu 296(2) K. Coop,
pellaKTHpOBaHUE JIAHHBIX U YTOYHEHHE MapaMeTPOB JIEMEHTAPHOH SUEHKH, a TaK)Ke yUeT MOTIIOIIEHHS
nposezenbl 1o nporpammaMm SMART u SAINT-Plus [21]. Bee pacdersl 1m0 ONpeneeHuI0 U yTOYHEHHIO
CTPYKTYpBI BbITIOJIHEHBI 110 niporpammam SHELXL/PC [22], OLEX2 [23]. CtpykTypa omnpezeieHa nps-
MBIM METOJIOM U YTOUHEHAa METOJOM HaMMEHBIINX KBaJIpPaTOB B aHU30TPOIHOM NPUOIIKEHUH JUIS He-
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BOJIOPOIHBIX aToMOB. Kpucramiorpaduueckue gaHHbIe W PE3yJIbTaThl YTOUHEHHS CTPYKTYPHI ITPUBEIE-
HbI B Ta0. 1. [TosHbIe TaOIHIBI KOOPAUHAT aTOMOB, JUTHH CBSI3€H M BAJICHTHBIX YIJIOB JACIIOHMPOBAHbI B
KeMOpumkckoM OaHke CTPYKTYypHBIX AaHHBIX (Mt 1 Ne 2141659; deposit@ccdc.cam.ac.uk wmu
http://www.ccdc.cam.ac.uk/data_request/cif). Kpucrtammorpadhudeckue TaHHbIE U Pe3yIbTaThl YTOYHE-
HUSI CTPYKTYPBI TIPUBEICHBI B Ta0I. 1, OCHOBHBIC JJTHHBI CBSI3el M BAJICHTHBIC YTJIbI — B TA0I. 2.

Ta6bnuua 1
Kpuctannorpaduyeckue aaHHble, NapameTpbl 3KCNEPUMEHTA U YTOYHEHUSA CTPYKTYpbI 1
ITapametp 1
(I)OpMy.Ha C41H4182098b
M 863,61
CuHroHUs MOHOKITHHHAS
Ip. rpymma C2/c
a, A 26,683(12)
b, A 8,745(4)
c, A 35,463(17)
o, Tpam. 90,00
B, rpaz. 103,252(18)
Y, Tpam. 90,00
v, A3 8055(6)
Z 8
p (BBI4.), /M 1,424
1, MM 0,842
F(000) 3536,0
Pasmep kpucranna, MM 0,43 x 0,09 x 0,06
Obmnactpe cOopa naHHBIX 1O 26, Tpaj. 6,26-56,74
WHTepBaibl HHACKCOB OTPAKECHU —35<h<27,-11<k<11,47<1<47
W3mepeHo oTpakeHui 87264
He3aBrCHMBIX OTpaskeHUI 10027 (R;; = 0,0933)
[lepeMeHHBIX YTOUHCHHUS 483
GOOF 1,014
R-daxropst o | > 26 (1) R, =0,0468, wR, = 0,0854
R-¢akTopsl IO BCe OTpaskeHISIM R, =0,1186, wR, =0,1028
OcrarouHast 2JIeKTPOHHAs TIOTHOCTH (Max/min), e/AS 0,45/-0,75
Tabnuua 2
OcHoBHble AnNuHbI cBA3ew (d) u BaneHTHbIe yrnbl (@) B cTpykType 1
Cas3b | d A | VYron | ®, Tpaj.
1
Sb(1)-C(2) 2,093(3) C(1)Sb(1)C(21) 116,17(13)
Sb(1)-C(21) 2,098(3) C(1)Sb(1)0(4) 94,06(12)
Sh(1)-0(4) 2,094(3) C(1)Sb(1)0(7) 90,3611)
Sb(1)-0(7) 2,154(2) C(1)sb(1)C(11) 118,06(12)
Sh(1)-C(11) 2,096(3) C(21)Sh(1)0(7) 82,30(11)
S(1)-0(4) 1,480(3) 0(4)Sh(1)C(21) 94,92(12)
S(1)-0(6) 1,419(3) O(4)Sh(1)O(7) 175,49(9)
S(1)-0(5) 1,437(3) 0O(4)Sh(1)C(11) 87,50(12)
S(1)-C(31) 1,743(4) C(11)Sh(1)C(21) 125,38(13)
S(2)-0O(7) 1,511(2) C(11)Sh(1)0(7) 91,21(11)
S(2)-0(9) 1,429(3) 0(4)S(1)C(31) 102,45(18)
S(2)-0(8) 1,435(3) 0(6)S(1)0(4) 110,75(19)

Oocy:xnenne pe3yJbTaToB
YcTaHOBICHO, 4TO peakuus mpuc(2-MeTokCueHIT)CYypbMbl ¢ 4-METHIOCH30JICYIB(OHOBON KH-
ciotoir B mpucytcTBun 70%-HOTO BOJHOTO pacTBOpa mpem-0yTUITHAPOIIEPOKCH A (MOJIBHOE COOTHO-
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mienne  1:2:1) mpotekaeT B 3¢pupe ¢ obpasoBanuem Ouc(4-metrndensoncynbhonaro) mpuc(2-
METOKCU(EHUIT)CYPbMBI, BBIACISIEMOH ¢ BBIX0A0M 87 %!

(2'MGOC6H4)3Sb +2 HOSOQC@HgMe"‘- + t-BUOOH —
- (2—MeOC6H4)3Sb[OSOgC6H4Me—4]2 +H20 + t'BUOH,

1

UK-criekTp KoMmIuiekca 1 comep ut creyromue nonocs! mornomesus: 1298, 1055 u 948 cm . Ot-
METHUM, YTO B MOJJOOHBIX COCTUHEHHSAX CYPHMBI MOJIOCH CyIb(OHATHBIX I'PYII PACIIONOKEHBI B 00ac-
Tsix 1340-1280 v Vas(SO,), 1195-1130 em * v5(SO,) 1 988-932 em * v(SO) [4].

[lo pmanuetMm PCA, B coeamHenmn 1 aToMbl CypbMBI HMEIOT HCKQKEHHYIO TpPUTOHAIBHO-
OUIIpaMuITFHYI0 KOOPIHHAIMIO C aTOMaMH KHUCIIOPO/Ia B aKCHAIBHBIX TTOJIOKEHHIX (puc. 1).

Puc. 1. O6wuin Buag monekynbl 1
(aTombl Bogopoaa U MoneKkyra coflbBaTHOro 6eH3orna He NokasaHbl)

AxcuanpHbiit yron OSbO cocrasnsier 175,49(9)°, anunsbl cBsizeit Sb—C nexaT B MHTepBajie 3HAYCHHUI
2,093(3)-2,098(3) A, uto KOppenIupyeT ¢ aHATOrMYHBIMU PACCTOSHUAMY B MOJ0OHBIX OPrAaHMYECKHX MPO-
M3BOHBIX CypbMbI(V) M GIIM3KO K CyMMe KOBAIEHTHBIX PajliycoB aTOMOB CypbMBI U yriieposa 2,12 A [24].
OkBatopuaibhbie yrimsl CSHC msmenstores B natepsaine 116,2(1)-125,4(1)°, ograko cymma yriios CSbC B
HKBATOPUAIILHOM TUIOCKOCTH OJIM3KA K TEOPETHYECKOMY 3Ha4eHUro 1 cocraBisieT 359,7(1)°. Jnuna cBszeit
Sb—O cocrasnsier 2,154(2) A npu cymMmMe KOBaJEHTHBIX paJyCOB aTOMOB CypbMbI M Kuciopoza 2,05 A
[24]. B Monexyne 1 aToM CypbMbI BEIXOAUT M3 SKBATOPUANLHOH miockoctu [C;] Ha 0,076 A. dopmuposa-
HHE KPUCTAUTMYECKOH CTPYKTYpbI coeAnHEeHUs 1 00ycIoBIeHO HAMYMEM CIaObIX MEKMOJIEKYIISIPHBIX BO-
nopomHbix ceszeit S=0-+H-C 2,61-2,7 A, 1mHbI KOTOpBIX GIM3KKM K CyMMaM BaH-[ep-BaalbCOBBIX PajlHy-
COB KHcJI0pozia U Bojopona (2,62 A) [25]. JlanHble B3auMoIeHCTBHS CTPYKTYPUPYIOT MOJEKYIb KPUCTAILIA
B CJIOU, PACIIOJIOKEHHBIC TIEPIICHMKYJIIPHO KprcTayutorpaduueckoi ocu a (puc. 2).

Puc. 2. YnakoBKka noHoB komnnekca 1 B kpucrtanne
(noka3aH TONbKO OAWH CIOMW)
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BriBoabI

Takum oOpazoM, B HacToslled paboTe MO pPEaKIUd OKUCIUTEIBHOTO NPUCOCAWHCHHS W3
mpuc(2-MeTOKCU(PESHUT)CYPbMBI ¥ 4-METHJIOCH30JICYIb(OHOBON  KHUCIOTBI B MPHUCYTCTBHH
mpem-Oytwiraaponepokcuaa (1:2:1 MoibH.) B IUATUIOBOM 3(QHpE CHUHTE3UPOBAaH M CTPYKTYPHO OXa-
pakTepu3OBaH  IOCIE  IEPEKPHCTAUIM3AaUK W3  Oemszoma  comsBar  Ouc(4-MeTHIOEH30II-
cynbponaro)mpuc(2-merokcudpennn)cypsmbl  (2-MeOCgH,)3Sb[OSO,CsHsMe-4], -2 PhH, B kotopom
aTOMBI CYpbMbI UMEIOT MCKXKEHHYIO TPUTOHAJIBHO-OUMHUpaMUIaIbHYI0 KOOPIUHALUIO C aTOMaMH KH-
CJIOpOJIa B aKCUAITLHBIX TTOJ0KECHUSX.
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SYNTHESIS AND STRUCTURE OF TRIS(2-
METHOXYPHENYL)ANTIMONY BIS(4-METHYLBENZENESULFONATE)
SOLVATE WITH BENZENE

V.V. Belov, vasya.belov.00@bk.ru
South Ural State University, Chelyabinsk, Russian Federation

The interaction of tris(2-methoxyphenyl)antimony with 4-methylbenzenesulfonic acid, in
the presence of tert-butyl hydroperoxide (1:2:1 mol.) in ether at ambient temperature has given
tris(2-methoxyphenyl)antimony disulfonate, which has been structurally characterized: tris(2-
methoxyphenylantimony  bis(4-methylbenzenesulfonate)  solvate  with  benzene  (2-
MeOC¢H,4)sSb[0SO,CsHsMe-4], - 2 PhH (1). According to the X-ray diffraction data obtained
on a Bruker D8 QUEST diffractometer, compound 1 has the following crystallographic
parameters of the unit cell: space group C2/c, a = 26.683(12), b = 8.745(4), ¢ = 35.463(17) A,
o = 90.00°, p = 103.252(18)°, y = 90.00°, V = 8055(6) A®, peac = 1.424 glcm®, Z = 8.
The antimony atom has a distorted trigonal-bipyramidal coordination with the oxygen atoms
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in axial positions. The Og,SbOgys axial angle is 175.49(9)°. The Sb—C bond lengths are in the
range of values 2.093(3)—2.098(3) A. The formation of the crystal structure in compound 1 is due
to the presence of weak intermolecular hydrogen bonds S=0--H-C 2.61-2.7 A. The antimony
atom departs from the equatorial plane [C3] by 0.076 A. Complete tables of atom coordinates,
bond lengths, and valence angles are deposited at the Cambridge Crystallographic Data Center
(No. 2141659; deposit@ccdc.cam.ac.uk or http://www.ccdc.cam.ac.uk/data_request/cif).
Keywords: 4-methylbenzenesulfonic  acid, tris(2-methoxyphenyl)antimony, tert-butyl
hydroperoxide, oxidative addition reaction, synthesis, structure, X-ray diffraction analysis.
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