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Annomayusn. Mesutunencyabdonat terpadenmnncypsMbl (1) oOGpasyercs ¢ Boixogom 78 % u3 me-
3UTHJICHCYIb(OHOBOM KUCIOTHI (2) U alleTUIalleTOHATa TeTpadeHIICYPbMBI B BOTHO-alETOHOBOM Pac-
TBOpe. [10 JaHHBIM PEHTIEHOCTPYKTYPHOTO aHAIIN3a, ATOMbI CYpPbMbI B KOMIUIEKCE 1 MMEIOT KOOpAUHA-
LU0 MCKA)KEHHOW TPUTOHAJIBHOU OMITMPAMUIbBI C aKCHABHO PACIOJIOKCHHBIM ME3UTHIICHCYIb(OHAT-
HBIM JIMTaHIOM, TIPH 3TOM akcHanbHbi yroa CSbO cocrasisn 173,99(5)°, a paccrosuue Sh—O pasro
2,4717(15) A. Kpucrana 2 cocTOUT U3 MOJIEKYI TMAPATHON BOABI H ME3UTHICHCYIb(OHOBON KHCIOTHI.
Kpucrannorpaduueckue xapakrepuctiuku 1 [Cz3Hz03SSh, M = 629,39; MOHOKIMHHAS CHHTOHUS,
np. tp. P24/n; napametpsl sueiiku: a = 10,098(5) A, b =14,125(6) A, ¢ =20,777(11) A; B = 100,59(2)°,
V =2913(2) A%, Z= 4; p(sera.) = 1,435 r/em®; p = 1,050 mm*; F(000) = 1280,0; 061. cGopa 1o 20: 5,92—
55,02° —13 <h <13, -18 <k < 18, —26 < | < 26; Bcero orpaxkeruii 80722; HE3aBUCUMBIX OTPAKEHUI
6675 (Riny = 0,0313); GOOF = 1,078; R-pakrop = 0,0222]; 2 [CgH1505S, M = 235,27; pombuueckas
cuHronus, mnp. rp. Pbca; mapamerpsr sueiiku: a = 15,221(17) A, b =17.8828) A, ¢ =20393) A;
o = 90,00° B = 90,00° y=290,00° V = 2446(5) A3, Z = 8; p(Bbu.) = 1,278 F/CMa; p = 0,264 MM
F(000) = 1000,0; 0o61. c6opa o 20: 6,16-54,46°, -19 <h <19,-9 <k <9, -26 <| < 26; Bcero oTpaxe-
uuii 32479; HesaBucumbix otpakenuit 2628 (Riy = 0,0768); GOOF = 1,025; R-¢paxrop = 0,0650]. Tlox-
HbIE TAOIUIIbI KOOPAWHAT ATOMOB, JIJIMH CBSI3¢il M BaJCHTHBIX YIJIOB cOeqUHEHUN 1 U 2 1eMOHUPOBAHbBI
B KemOpumxckoMm Oanke cTpykrypubix aanubix (CCDC 2335253 u 2332598; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

Knrouesvle cnoea: peakuus, aleTWIANCTOHAT TeTPapeHUICYPbMbI, ME3UTHICHCYIb()OHOBAS KH-
CJI0Ta, ME3UTHJICHCYIL(GOHAT TeTpad)eHUICYPbMBI, PEHTTCHOCTPYKTYPHBIN aHAIH3
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Abstract. Tetraphenylantimony mesitylenesulfonate (1) is formed with a yield of 78% from mesity-
lenesulfonic acid (2) and tetraphenylantimony acetylacetonate in an aqueous-acetone solution. Accord-
ing to X-ray diffraction analysis, the antimony atoms in complex 1 have the coordination of a distorted
trigonal bipyramid with an axially located mesitylenesulfonate ligand, while the CSbO axial angle is
173.99(5)°, and the Sb—O distance is 2s4717(15) A. Crystal 2 consists of molecules of hydration water
and mesitylenesulfonic acid. Crystallographic characteristics 1 [C33H3;03SSh, M = 629.39; monoclinic
system, sp. gr. P2y/n; cell parameters: a = 10.098(5) A, b = 14.125(6) A, ¢ = 20.777(11) A;
B =100.59(2)°, V =2913(2) A3, Z = 4; peac = 1.435 g/cm®; u = 1.050 mm™*; F(000) = 1280.0; collection
at 20: 5.92-55.02°; -13 <h <13, -18 <k <18, -26 < | < 26; total reflections 80722; independent reflec-
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tions 6675 (R, = 0.0313); GOOF = 1.078; R-factor = 0.0222]; 2 [CoH1505S, M = 235.27; rhombic sys-
tem, sp. gr. Pbca; cell parameters: a = 15.221(17) A, b = 7.882(8) A, ¢ = 20.39(3) A; o = 90.00°,
B =90.00°, y = 90.00°, V = 2446(5) A% Z = 8; pear = 1.278 g/cm®; u = 0.264 mm™*; F(000) = 1000.0;
collection at 26: 6.16-54.46°;, —19 <h <19, -9 <k <9, 26 < | < 26; total reflections 32479; indepen-
dent reflections 2628 (Ri,, = 0.0768); GOOF = 1.025; R-factor = 0.0650]. Complete tables of atomic
coordinates, bond lengths and bond angles of compounds 1 and 2 have been deposited in the Cambridge
Structural Data  Center (CCDC 2335253 and  2332598;  deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).
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timony mesitylenesulfonate, X-ray diffraction analysis
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Beenenne

Hutepec k crocobaM CHHTE3a COSAMHEHHH CypbMbl BO MHOTOM OIpEessieTCs] PaCIIUPSIFOIIMCS O~
TEHIHAIOM PA3JIMYHBIX 00JacTell MX MPUMEHEHUs! B TPAKTHYECKOH IESTENbHOCTU: B (hapMaleBTHYECKOM
MPOMBIIUICHHOCTH, B Ka4eCTBE OMOLMIOB, (YHIMIMIOB, AHTUOKCUAAHTOB, PEArcHTOB B TOHKOM OpraHHU4e-
CKOM CHHTE3€, a TAK)Ke KOMIIOHEHTOB KaTAJIUTHYECKUX cucteM [1].

OI[HI/IMI/I H3 Hanoboee N3Y4YCHHBIX CPCAU OPTaHUYCCKUX COCI[I/IHCHI/Iﬁ CYPBMEI ABJIAKOTCA MPOU3BOI-
Hble o0mel Gopmyer Ar,SbX (X — 371eKTpoOTpHIATEbHBIN JIMTAHT), KOTOPbIE MOIYYal0T IPeHMYIIie-
CTBEHHO J€apHINpOBaHueM NeHTaapuicypbMbl kKucnoramu (HX) nnbo no peakiuu nepepacnpeneieHust
JIMTaHIO0B M3 MEHTAAPUICYPbMbI M MPOM3BOAHBIX CYpPbMbI CUMMETpHUYHOTO cTpoeHus ArzShX, [1-31].
[Tokazano, 9yTO cHMHTE3 MOMOOHBIX coequHeHni ocdopa — apeHCynb(hoHATOB ankuaTpudeHuidocho-
HUS — OCYIIECTBIISUIA U3 TaJOTeHHUIOB alKUATPUPEHIT(HOCPOHUS U apeHCYIb(POHOBBIX KHCIOT B BOJIHO-
aIleTOHOBOM PAacTBOpE IpU KOMHATHOM Temmeparype [32—36].

B HacTosimielt paboTe uccieoBaHa peakiys CHHTE3a ME3UTHIIEHCYNIb(oHaTa TeTpadeHMICYPbMBI
U3 aleTHIaleToOHaTa TeTpa@eHWICYpbMbl U ME3UTHIICHCYJIb(OHOBON KHCIOTH B BOAHO-ALIETOHOBOM
pacTBope.

IKCNepUMeHTAIbHAA YaCTh

HUK-cnexTpsl coeaunenuii 3anucbiBasin Ha UK-®ypoe criekrpomerpe Shimadzu IR Affinity-1S
tabnerke KBr B o6mactu 4000-400 cM ', DiieMeHTHBII aHATH3 BEITONHEH HA YIEMEHTHOM aHAIM3aTOPE
Carlo Erba CHNS-O EA 1108. TemmnepaTypsl IUIaBIeHHsT H3MEPEHbI HA CHHXPOHHOM TEpMOAHAJIN3aTO-
pe Netzsch 449C Jupiter. Auetmnaneronat tetpadenuncypsmel PhyShacac momyuanu w3 nmenradenu-
CYpPbMBI U alleTHJIaleToHa B pacTBope OeH3ona. B paboTe mcrnons30Bany ME3UTHICHCYIb(POHOBYIO KH-
cIIOTy ipou3BojicTBa Gupmel Alfa Aesar.

PCA xpucramios 1, 2 nmpoBeneH Ha audpaxromerpe D8 Quest pupmer Bruker (MoKa-u3nyuenue,
A =0,71073 A, rpadurossiii MoHoxpomatop) 1ipu 296(2) K. C60p, peakTUpOBAHKUE TaHHBIX U YTOUHE-
HUE TapaMeTpOB 3JIEMEHTAPHOM SUYEHKH, a TaKKe Y4eT HOIJIOUICHHS NPOBEIECHHI 10 Nporpammam
SMART u SAINT-Plus [37]. Bce pac4ersi 110 ONpeaeIEHUIO M YTOYHEHHIO CTPYKTYPBI BBITIOIHEHBI 110
nporpammam SHELXL/PC [38] u OLEX2 [39]. CTpyKTypbl ONpe/eeHbl MPSIMBbIM METOJIOM U yTOYHE-
HBI METOZ0M HaWMEHBUINX KBAIPATOB B AHU30TPOITHOM NPHUOIMKEHHUH AJIs1 HEBOIOPOIHBIX aToMOB. Oc-
HOBHBIE KpHcTaILIOrpaguyeckue JaHHbIe U PEe3YJIbTaThl YTOUHEHHS CTPYKTYp 1, 2 mpuBeaeHs! B Tabm. 1,
OCHOBHBIE JIJIMHBI CBSI3€il W BaJleHTHBIE yIibl — B Ta0i. 2. IlonHble TaOnUIBl KOOPAMHAT aTOMOB, JUTMH
CBSI3ei M BaJCHTHBIX YIJIOB JICIOHUPOBaHbI B KeMOpWmKCKOM OaHKe CTPYKTYpPHBIX JaHHBIX

(Ne 2335253 (1), Ne 2332598 (2); deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Tabnuua 1
KpucTtannorpadguyeckue AaHHble, NapaMeTpbl 9KCNepMMeHTa U YTOYHEeHUs1 CTPYKTyp 1 1 2
[Tapametp 1 2
CDopMyna C33H3103SSb C9H1505S
M 629,40 1206,69
CuHroHus MoOHOKIUHHAS PomOnueckas
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OkOHuYaHue Tabn. 1

ITapametp 1 2
IpocTpaHCTBEHHAS TPYIITA P2,/n Pbca
a, A 10,098(5) 15,221(17)
b, A 14,125(6) 7,882(8)
c, A 20,777(11) 20,39(3)
o, Tpas. 90,00 90,00
B, rpan. 100,59(2) 90,00
Y, Tpaj. 90,00 90,00
vV, A3 2913(2) 2446(5)
z 4 8
p(BBI4.), T/cM® 1,435 1,278
1, MM 1,050 0,264
F(000) 1280,0 1000,0
dopma kprcTaiia (pazMep, MM) 0,34 x 0,21 x 0,2 0,36 x 0,21 x 0,14
O6nacth cOopa naHHBIX 110 20, Tpa. 5,92-55,02 6,16-54,46
WHTepBanbl THAEKCOB OTPAKEHUM —13=h=13,-18<k=<18, -19=h=19,-9<k=9,
—26<1<26 —26<1<26
V3mMepeHo oTpaskeHHH 80722 32479
HesaBucumbix otpaxenuii (Rin) 6675 (0,0313) 2628 (0,0768)
[lepeMeHHBIX YTOUHCHHUS 346 145
GOOF 1,078 1,025
R-daxropsi o F? > 26(F?) R; =0,0222, wR, = 0,0505 R; =0,0650, wR, =0,1775
R-(haxTops! 110 BCEM OTpasKCHHUSIM R; =0,0287, wR, = 0,0534 R; =0,1001, wR, = 0,2130
OcTtaroyHast NeKTpOHHAs
IJIOTHOCTB (min/malj(), e/A3 0,31/-0,51 1,00/-0,36
Tabnuua 2
OnuHbI CBSI3el U BaneHTHbIe Yribl B CTPYKTypax 1 1 2
Casizb d, A | Yron | ®, TpaL.
1
Sh1-01 2,4717(15) C1-Sh1-01 84,78(7)
Sh1-C1 2,1128(18) C1-Shi-C11 99,36(7)
Sh1-C31 2,1099(18) Cl-Shi-C21 115,36(7)
Sh1-C11 2,1468(18) C1-Sh1-C21 115,36(7)
Sh1-C21 2,1243(19) C31-Sh1-C1 118,48(7)
S1-01 1,4759(14) C31-Sh1-C21 119,09(7)
S1-02 1,4406(17) C11-Sh1-01 173,99(5)
S1-03 1,4338(17) 01-S1-C41 105,04(8)
S1-C41 1,800(2) 02-S1-01 110,51(9)
2
S1-01 1,453(3) 01-S1-02 110,00(18)
S1-02 1,454(3) 01-S1-C1 107,39(16)
S1-03 1,424(3) 02-S1-C1 105,81(17)
S1-C1 1,773(4) 03-S1-01 112,5(2)
C1-C6 1,406(4) 03-S1-C1 108,78(17)
Cl1-C2 1,412(5) C6-C1-S1 116,9(2)

Cunre3 Me3uTHiieHcyIbponara terpadenmicypsmol Ph,SbOSO,C¢H,Me;-2,4,6 (1). K pacTBo-
py 106 mr (0,2 mmons) areTmianeroHaTa TeTpadeHWICYPRMBI B arleToHe mpubaBmsuia 47 Mr
(0,2 MMoOJTB) BOHOTO pacTBOpa THAPAaTa ME3UTHICHCYJIH(OHOBON KHUCIOTHI M BBIACPKHUBATH 1 9 mpu
KOMHATHOM TemrepaTtype. Y Aaasiid paCTBOPUTEITb, OCTATOK MEPEKPUCTAIIIM30BAIN U3 BOJbI, CYIININA U
B3BemuBain. [loayumnu 98 mr (78 %) OeCIBETHBIX KPHCTAIOB ME3UTHIICHCY/Ib(hOHATa TeTpadeHuI-
cypbMmslI ¢ T. . 207 °C. Haiineno, (%): C 62,83; H 4,99, mis Cs3H303SSh paccuntano, (%): C 62,92;
H 4,93. VIK-criextp (v, eM): 3057 cp., 2966 ci., 2932 cn., 1477 c., 1435 ¢., 1261 c., 1150 c., 1072 c.,
995¢c.,849c., 743 c., 675 c., 577 cp., 546 cp., 527 cp., 449 cp.
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Oocy:xaenne pe3yJbTaToB

[lepBBlii mpuMep mONMydeHUs apeHCylIb(oHATa TeTpaapwicypbMbl M3 XJopuaa Terpa(napa-
TOJIHIT)CTHOOHHUS ¢ OEH30JICYIb(OHOBOM KHCIIOTOM ObLT ortucan B padbote [40], B KOTOpOIi MOKa3aHO, 4TO
MPU CMEIIMBAHUN BOJHO-allETOHOBBIX PACTBOPOB MCXOIHBIX peareHTOB o0Opaszyercs OeH30iICyIbpOHAT
Terpa(napa-Tonun)cTHOOHMS ¢ BEIXom0M 97 %.

(4-MeCg¢H,),SbCl + HOSO,Ph  —  (4-MeC¢H,),ShOSO,Ph + HCI

[Ipexamonaras, 9To B3aUMOJCHCTBHE alleTHIALIETOHATA TETPAQEHWICYPbMBI C ME3UTHIICHCYIb()OHO-
BOM KHCJIIOTOH MOXKET MPOTEKaTh MO CXOJHOW CXeMe, MbI MPOBEJN PEaKIUI0 MEXIy yYKa3aHHBIMHU pea-
TeHTaMH B aHAJOT'MYHBIX YCIOBHSIX.

[NokazaHo, 9TO B 3TOM CITydae ME3UTHICHCYIIL(OHOBAs KHCIIOTA 3aMEIIAET aleTHIIACTOHOBBIN JIMTaH ]
Ha ME3UTWICHCYIb(DOHATHYIO TPYIITY C 00pa3oBaHHeM ME3UTIICHCYIb(hoHaTa TeTpaderuicypbmar (1):

Ph4SbacaC + H0802C5H2M63-2,4,6 —> Ph4SbOSOzC5H2M93'2,4,6 + acacH,
rJie acac — OCTAaTOK alleTUIaleTOHa.

Tak, npubaBieHre pacTBOpa alleTUIIAIIETOHATa TeTpa(eHWICYpbMBI B alleTOHE K BOJHOMY PacTBO-
PY ME3UTHICHCYIb()OHOBOM KUCIOTHI € IMOCIEAYIOIINM YAAJICHHEM PACTBOPUTEINS U TIEPEKPHCTAIIIN3A-
el OCTaTKa U3 BOJBI IIPHBOIMIIO K 00pa30BaHHIO C BBIXOJOM 78 % coequHeHus 1, KOTOpoe mpeIcTaB-
J5U10 cO00HM OecUBETHBIE KPUCTAJUIBI, XOPOIIO PAaCTBOPUMBIE B apOMAaTUYECKUX YIIEBOAOPOAaX M IO-
JSIPHBIX PAaCTBOPHUTEIISX.

B MK-criextpe coenunenns 1 B o6macti 3057-2932 cvm ' HAGTIOAAIOTCS MONOCHI MOTTIOMEHH)S, OT-
BEYAIOIINE BAJICHTHBIM KoJieOanusM cBsizeii C—H, a Takxke XapakTepHBIC ITOJIOCHI BaJCHTHBIX KoyeOa-
HU#i yTIIEPOIHOTO CKeNeTa apoMaTHIecknx dparmenTtos B obmacti 1601 u 1557 cm . Takoke comepiKar-
Csl XapaKTepHbIe MOJIOCk! moromenns: 1261 u 1242 cm ' (monock! BbICOKO# MHTEHCHBHOCTH) 1 1150
1 1072 cM ' (0710CHI CpejHeli HHTEHCUBHOCTH), KOTOPHIE OTHOCATCS K aCHMMETPHUHBIM H CHMMETPHY-
HBIM BaJICHTHBIM KoseOanusM cynbdonatHoH rpynnsl SOs. lomoca mornomeHus, oTHOCAIIAsACS K Ba-
JNeHTHBIM KojeOanusM S-O, mposBisercs B odmacta 675 cM b, VHTeHcHBHAS MOIOCA MOTJIOIEHHS
npu 577 cM ' COOTBETCTBYIOT BaJIGHTHEIM KONeOaHusM cBsseit Ca—S.

Ilo maHHBIM PEHTIE€HOCTPYKTYPHOTO aHAJIN3a, aTOMBI CYpbMBI B KOMIUIEKCE 1 UMEIOT KOOPIUHAIINIO
MCKaXCHHON TPUTOHAIBHOM OWNMHPaMHIBl C aKCHAJbHO PACIIONOKEHHBIM ME3UTHICHCYIb(OHATHBIM
surasgom (puc. 1), mpu 3toM akcuanbubii yroa CSbO cocrasmsn 173,99(5)°, a paccrosaue Sh—O pas-
Ho 2,4717(15) A.

Puc. 1. 06w Bug mesntuneHcynbgoHarta TeTpadeHuncypbmbl Ph,SbOSO,CeH,Mes-2,4,6 (1)
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I'eomeTpruyeckne XapaKTEPUCTHKH apeHCYIh(OHATHOTO JTUTraHaa (JUTHMHBI CBS3EH W BEJWYHMHBI Ba-
JICHTHBIX YIJIOB) B KpHCTa/LIe 1 MaJIo OTJIMYAIOTCS OT HAOJIF01aeMbIX B KprcTasuie 2 (puc. 2, tabu. 2).

Puc. 2. O6wmn BuAa rugpata mesutuneHcynbgoHoBon kucnotbl HOSO,CsH,Mes-2,4,6 - 2H,0 (2)

BriBoabI

MesuTrieHCYIb(OHOBAs KUCIIOTa BBITECHSET U3 aneTuialeronara terpadenuicypsmbr PhyShacac
(acac — ocrarok areTuianeTona) ciadyro Kucioty Hacac ¢ obpasoBaHneM ME3UTHIICYIb(GOHATA TETPA-
(EHHUIICYPBMBI.
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