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CUHTE3 U CTPOEHUE KOMITNIEKCOB CYPbMbI
[n-CsH1,PPh;],[Sb,lg(acetone),] u [Ph,P];[Sb,ls]-EtO(CH,),OH

B.C. CeHnuypuH, B.B. lllapymuH, B.K. bexuH
tOxHo-Ypanbckuli eocydapcmeeHHbIl yHUsepcumem, 2. HensbuHck, Poccus

B3aumojeiicTBieM HOAWMAA CYpbMBI  C  HOJHIaMH  H-ICHTHATpU(eHmIhochoHms
(1:1 mombH.) B arieToHe U TeTpadeHmnnpocdHonus (3:2 MONIBH.) B MOHOITHIOBOM 3(HPE ITUIICHT -
THUKOJsE (ITHIILEIUIO30IIbBE) MONMyYeHbl HOHHBIE KoMIutekchl [N-CsHiiPPhs] [Sh,lg(acetone),] u
[Ph4P]3[Sh,lg]-EtO(CH,),0OH, cTpoeHne KOTOPBIX YCTAHOBIEHO METOIOM PEHTI€HOCTPYKTYPHOTO
anamusa. [lo manaeiM PCA, mpoBemenHoro mpu 293 K Ha aBTOMaTHYECKOM UYETHIPEXKPYKHOM
mudpakromerpe D8 Quest Bruker (mByxxoopauuarusiii CCD — nerextop, MoK,-u3inyueHue,
A=0,71073 A, rpa¢uToBbii MOHOXpOMaTOp), KpuctaiuioB 1 [CysH3,OPI4Sb, M 1020,84; cunro-
HUSI TPUKIIMHHAS, rpynna cummerpu P-1; mapamerpsr stueiiku: a = 10,573(4), b = 13,303(5),
¢ = 13,569(5) A; a = 117,749(16) rpan., B = 95,534(17) rpan., y = 100,715(14) rpan.;
V =1622,4(10) A3; pasmep kpucramia 0,32x0,22x0,13 MM; UHTEpBaJIbl UHAEKCOB OTPaKEHUI
—16 <h <16, 20 < k <20, -21 < | < 21; Bcero orpaxenuit 98254; HE3aBUCUMBIX OTPaKECHHI
13003; Rj 0,0285; GOOF 1,037; Ry = 0,0438, wR, = 0,0745; octaTouHas 3IeKTpOHHAS INIOTHOCTD
1,25/-2,06 e/AB] u 2 [CgH7lgO,PsSh,, M 2493,83; cunronust TpUKIIMHHAS, Tpymna cumMmeTpun P—1;
napamerpsl sueiiki: a = 10,881(7), b = 16,549(7), ¢ = 25,287(12) A; a = 109,03(2) rpax.,
B =94,67(2) rpan., y = 98,52(3) rpax.; V = 4216(4) A3 pasmep kpuctamia 0,37x0,11x0,07 mwm;
MHTEPBaNbI UHICKCOB oTpaxenuit —14 < h < 14, —22 <k <22, -33 < | < 33; Bcero orpaxkeHuii
146846; nezaBucumbix otpaxenunit 21003; R;, 0,0708; GOOF 1,014; R; = 0,0763, wR, = 0,0967;
OCTATOYHast AMEKTPOHHAs IOTHOCTB 1,23/—1,06 €/A%] atoMsI Gochopa B KaTHOHAX HMEIOT MaIo
HCKKEHHYI0 TETPadIPUYECKYI0 KOOpAuHaimioo ¢ BaneHTHeiMu yrmamu CPC  107,48(11)-
111,52(11)° u 106,5(3)-113,3(3)° u 6mmskumu mmaHamu cBsseit P-C 1,795(3)-1,802(2) A
un1,787(5)-1,809(6) A B 1 u 2 COOTBEeTCTBEHHO. B IEHTPOCHMMMETPUYHOM AHHMOHE
[Sb,lg(acetone),]> aroMbl CypbMBI HMMEIOT HCKaXEHHYH) OKTa3IPHYECKYI0 KOOPIMHALIIO
(mpanc-yrior 171,476(9)-176,33(3)°, Mmojekyna aleroHa 3aHUMAeT aKCHAIbHYIO TO3HUIIHIO, KO-
OpAMHHPYACH aTOMOM Kucaopozaa (Sb-+-0 2,820(10) A). Crszu Sh—l,er (3,0997(12) A) nnmuaHee
Sb—lepy (2,7780(8)-2,9553(10) A). B annone [Sb,lg]* mpanc-yrnsi 1Sbl usmensiores B uuTEp-
Bane 169,612(17)-173,426(19)°, cBazu Sb—l,ep (2,8613(13)-2,9609(12) A) xopoue Sb—lyeer
(3,0986(12)-3,2760(13) A). Monekynbl CONbBAaTHOIO STHILENI03016BA 06PA3yIOT JUMEDPEI T10-
cpencTtsoM BogopoxHex cesseit O(1)-H(2A) 2,11 A. Tlonnble TaGnuIBl KOOPAWHAT ATOMOB,
JUTUH CBsI3eil ¥ BaJICHTHBIX YIJIOB JUISl CTPYKTYp JIelOHUpOBaHbl B KeMOpHKCKOM OaHKe CTpYK-
TypHbIX  gaHHbIXx  (Ne 1984511 (1), Ne 2157456 (2); deposit@ccdc.cam.ac.uk;
https://www.ccdc.cam.ac.uk).

Kniouesvie cnosa: xomnnexc cypomui(1ll), n-nemmunmpughenunghocghonuesniii, mempage-
HUunochoHuesbill, KAMUOH, AYEMOH, MOHOIMULOBLLIL IDUP IMULCHIUKOISL, CUHMES, CIPOECHUE,
PEHM2EHOCMPYKMYPHbLE UCCLe008AHUSL

Beenenue

AmMoHueBbIe M (ochoHMEBBIE KOMIUIEKCH ¢ OusiiepHbIMU Sb, |-comeprkayMn aHHOHAMH 110 JTaH-
HbiM KeMOpr/pKeKoii 6assl cTpykTypHBIX manneix (CSD) [1] npeacrasnens: annonamu [Shyly]* [2-4],
[Shylg]* [5-14], a Takke xommiekcamu tima [Kat] 3[Sbylg]® - L, rae L — conbBaTHpoBaHHEIE MOJIEKY-
nel N,N-mumernnaneramuna unu N,N-gumermndopmamuna [15] u [Kat]+2[Sb2|8L2]3_, rae L — koopau-
HUPOBAHHbBIE C aTOMAMH CypbMbI JOHOPHBIE MOJIEKYJIBI, TAKUE Kak aneToH [16], oummpunun [17], Tet-
parunpodypas [18], numeTuncynbhorcua u auokcas [19]. Panee ObLIO yCTaHOBICHO, YTO B3aUMO/ICH-
CTBHE IKBUMOJISIPHBIX KOJMYECTB MOAMAA MeTUNTprdeHHIpocHOoHNs ¢ HOIUIOM CypbMbI B allETOHE
NPUBOIUT K 0OPa30BaHHMIO cObBAaTHOro Komiuiekca [PhsPMe]*s[Sbslio]® - Me,C=0, a u3menenue
B 9TOH K€ PEaKLUH MOJILHOTO COOTHOIICHHUS PEareHTOB Ha 3:2 MPUBOAMIO K 0OpPa30BaHUIO KOMILICKCA
¢ GusinepHbIM arnoHOM [Sb,lg]® [8].
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CenuypuH B.C., LlapymuH B.B., CuHme3 u cmpoeHue KoOMIeKco8 CypbMbl
bexuH B.K. [n-CsH11PPhs3]2[Shals(acetone);] u [Ph4P]3[Sb2lg]-EtO(CH2),0OH

B nacrosmeit pabote mpoIonKeHO U3yUYeHUE CHHTE3a, 0COOCHHOCTEH CTPOCHUS, BIUSIHUS TPHPOIBI
pacTBOpHTENS (alleToHa M ATHIIIEIIO30/IbBa), a TAK)KE MOJBHOTO COOTHOIIEHHS OHUEBOW COJIM M MO~
Jla CyphMBI Ha TU3aiiH HOHHBIX Sb,|-comeprkamunx KOMIUIEKCOB ¢ (hocHOHUEBBIMU KATHOHAMH.

IKcnepuMeHTAIbHAS YaCTh

UK-cnektp xommiekcoB 3anuchiBamn Ha MK-®Dypbe cnekrpomerpe Shimadzu IRAffinity-1S B
tabnerke KBr B o6mact 4000-400 cm ™.

Pentrenoctpykrypublii ananu3 (PCA) kpucTamioB KOMIUICKCOB MPOBEICH HA aBTOMATHYECKOM
geThIpexkpykHoM audpaxtomerpe D8 QUEST dupmer Bruker (Mo K msmyuenne, A = 0,71073 A,
rpaduToBbIii MOHOXpOMaTop). COOp, peakTUpOBaHKHE AAHHBIX U YTOUYHCHHE MapaMeTpOB 3JIEMEHTap-
HOM SIYCHKH, a TAKIKE ydeT MOTJIOIICHUS TIPOBEICHbI ¢ TomoIibio mporpamm SMART u SAINT-Plus [20].
Bce pacyersl 1o oOmpemeneHHI0O W YTOYHEHHWIO CTPYKTYP BBIIOJHEHBI C IIOMOIIBIO IPOTPaMM
SHELXL/PC [21] OLEX2 [22]. CTpyKTypbl OllpeAeieHbl IPSMbIM METOJOM U YTOYHEHBI METOJIOM Hau-
MEHBIINX KBaJPaTOB B aHU30TPOITHOM MPUOIMKEHUHN JUIST HEBOJOPOAHBIX aToMOB. [TonoskeHne aToMoB
BOJIOpo/a yTouHsuH 1o Moaenu Haesauuka (U,,,(H) = 1,2U,,(C)). Kpucramiorpadpuueckue naHHbie U
pe3yJbTaThl YTOUHEHUS CTPYKTYp MPHUBEICHBI B Ta0J. 1, TEOMETPUUECKUE XaPAKTEPUCTHUKU KOOPIUHA-
IIMOHHOTO IOJIMA/Ipa aToMa CypbMbI — B Ta0J1. 2. [TosHbIe TaONHIBI KOOPAMHAT aTOMOB, JUIMH CBSI3eH U
BAJICHTHBIX YIJIOB ICMOHUPOBaHbI B KeMOpHIKCKOM OaHKe CTPYKTYpHbIX mdaHHbIX (Ne 1984511 (1),
2157456 (2); deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Cunre3 [n-CsHy;PPh;],[Sb,lg(acetone),] (1). Cmecs 0,2 T (0,39 mmonb) noauna cypsmbi(1ll) u
0,18 r (0,39 mmomnp) noguna x-neHTEATpUDeHMIGochorns pactopsuia B 20 M arnetona. [locne ucna-
pPEeHUSL pacTBOpHUTEN HaOMonamM o0pa3oBaHHE KpPAaCHO-KOPHMYHEBBIX KPHCTALIOB KOMIUIekca 1
¢ 1. pasn. 98 °C, Beixon 64 %. UK-ciextp (v, e *): 3049, 2949, 2909, 2880, 2866, 1686, 1437, 1362,
1437, 1362, 1335, 1234, 1111, 993, 821, 785, 736, 723, 687, 532, 507, 493, 453, 440.

Cunres [PhsP]5[Sb.lg]-EtO(CH,),OH (2). Cmecs 0,2 1 (0,39 Mmmons) noauaa cypsmei(IT) u 0,28 ©
(0,60 mmons) nogunaa tetpadenmndochonns pacteopsiid B 10 mi sTrnmeno3oibBa. [locne nenapernus
pacTBOpuTENs HaOMIOAAIM 00pa30BaHHe KOPUYHEBBIX KPUCTAIUIOB KOMILTEKca 2 ¢ T. pas3it. 190 °C, BbI-

xox1 82 %. UK-crextp (v, cm *): 3422, 2361, 2344, 1481, 1435, 1107, 995, 754, 721, 687, 527.

Tabnuua 1
Kpuctannorpadguueckue AaHHble, napaMeTpbl 3KCNEPUMEHTa U YTOYHEHUS CTPYKTYP 1 1 2
[TapameTp 1 2
dDopMyna C26H320P|4Sb C76H70|902p38b2
M 1020,84 2493,83
T,K 293,15 293,15
CHHroHus TpuxnuHHas TpuxivHHas
[Ip. rpymma P-1 P-1
a, A 10,573(4) 10,881(7)
b, A 13,303(5) 16,549(7)
c, A 13,569(5) 25,287(12)
o, Tpaj. 117,749(16) 109,03(2)
B, rpaz. 95,534(17) 94,67(2)
Y, Tpa. 100,715(14) 98,52(3)
Vv, A3 1622,4(10) 4216(4)
z 2 2
p(BBI4.), I/cm’ 2,090 1,965
i, MM L 4,722 4,034
F(000) 948,0 2332,0
Pa3mep kpucranna, MM 0,32 x0,22 x 0,13 0,37 x 0,11 x 0,07
Oobnactes cOopa naHHBIX 10 20, 5.84-67.66 5,808-56,858
rpanu.
-16<h<16, -14<h <14,
WHTepBabl HHAEKCOB OTPAKEHHI —20<k <20, -22<k<22,
21<1<21 -33<1<33
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

OKoH4aHue Tabn. 1

ITapametp 1 2
M3mepeno oTpakeHuit 98254 146846
HezaBHCHMBIX OTpaykeHHN 13003 21003
Rint 0,0285 0,0708
[lepeMeHHBIX YyTOUHCHHS 301 840
GOOF 1,037 1,014

R-daxropsi o F? > 26(F?)

R; =0,0312, wR, = 0,0695

R; = 0,0375, wR, = 0,0804

R-akTopsr o BceM OTpakeHUSIM

R, =0,0438, wR, =0,0745

R, =0,0763, wR, = 0,0967

OcTtaroyHast AIeKTpOHHAS

IUIOTHOCTH (Min/max), e/A> 1,25/-2,06 1,23/-1,06
Tabnuua 2
[nvHbI cBA3EeM M BaneHTHbIe yribl B coeAnHeHusax 1 n 2
CBs13b | d, A | Vron | ®, Tpaj.
1
P(1)-C(1) 1,798(2) C(1)P(1)C(21) 107,48(11)
P(1)-C(11) 1,795(3) C(21)P(1)C(31) 111,52(11)
P(1)-C(21) 1,796(2) 1(1)Sb(1)1(3a) 176,33(3)
P(1)-C(31) 1,802(2) 1(2)Sb(1)I(3) 171,476(9)
Sh(1)-1(1) 2,8563(9) 1(4)Sb(1)0(1) 171,73(3)
Sh(1)-1(2) 2,9553(10) 1(1)Sb(1)I(2) 95,11(3)
Sb(1)-1(3) 3,0997(12) 1(1)Sb(1)I(3) 91,86(3)
Sb(1)-1(4) 2,7780(8) 1(1)Sb(1)1(4) 93,80(3)
Sb(1)--O(1) 2,820(10) 1(2)Sb(1)I(4) 93,16(3)
1(3)Sb(1)I(4) 91,25(3)
2
P(1)-C(1) 1,798(6) C(1)P(1)C(21) 107,5(3)
P(1)-C(11) 1,797(6) C(11)P(1)C(31) 110,5(3)
P(1)-C(21) 1,804(6) C(41)P(2)C(51) 106,5(3)
P(1)-C(31) 1,793(6) C(41)P(2)C(71) 113,3(3)
P(2)-C(41) 1,787(5) C(81)P(3)C(91) 108,1(2)
P(2)-C(51) 1,809(6) C(101)P(3)C(111) 111,7(3)
P(2)-C(61) 1,788(6) 1(1)Sb(1)I(5) 170,564(17)
P(2)-C(71) 1,799(6) 1(2)Sb(1)1(6) 173,426(19)
P(3)-C(81) 1,794(5) 1(3)Sb(1)1(4) 170,473(17)
P(3)-C(91) 1,792(5) 1(4)Sb(2)1(9) 170,802(17)
P(3)-C(101) 1,800(6) 1(5)Sb(2)I(7) 169,612(17)
P(3)-C(111) 1,795(5) 1(6)Sb(2)1(8) 172,000(17)
Sh(1)-1(1) 2,8613(13) 1(1)Sb(1)1(4) 94,04(5)
Sh(1)-1(2) 2,9609(12) 1(1)Sb(1)I(6) 89,51(3)
Sb(1)-1(3) 2,8883(16) 1(3)Sb(1)I(5) 96,29(5)
Sb(1)-1(4) 3,2255(17) 1(3)Sb(1)1(6) 90,00(4)
Sb(1)-1(5) 3,2249(13) 1(4)Sb(1)I(5) 78,18(4)
Sb(1)-1(6) 3,0986(12) 1(5)Sb(1)1(6) 84,12(4)
Sh(2)-1(4) 3,1128(13) 1(4)Sb(2)1(5) 80,29(4)
Sh(2)-1(5) 3,1953(15) 1(4)Sb(2)1(7) 91,75(4)
Sh(2)-1(6) 3,2760(13) 1(4)Sb(2)1(8) 91,73(3)
Sb(2)-1(7) 2,9118(15) 1(5)Sb(2)1(8) 94,33(4)
Sb(2)-1(8) 2,8805(15) 1(5)Sb(2)1(9) 91,58(5)
Sb(2)-1(9) 2,9362(13) 1(2)Sb(1)I(3) 90,66(5)
1(2)Sb(1)I(3) 95,56(4)
1(7)Sb(2)1(8) 92,56(4)
1(7)Sb(2)1(9) 95,79(4)
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CenuypuH B.C., LlapymuH B.B., CuHme3 u cmpoeHue KoOMIeKco8 CypbMbl
bexuH B.K. [n-CsH11PPhs];[Shalg(acetone);] u [PhaP]s[Sbazlg]-EtO(CH2).OH

Oobcy:x1eHne pe3yJbTaToB

Jlnsi CMHTE3a MOHHBIX KOMILIEKCOB co Sb,l-comepxanmmu aHnoHaMu cMech HOAUI0B (HochHOHUS
CYPBMBI PACTBOPSIH B allCTOHE WJIM STHIIEIIO30JIbBE C MOCICIYIOINM MEUICHHBIM UCTIAPEHUEM Pac-
TBOpHUTENs. CMellleHre SKBUMOJISIPHBIX KOJMYECTB HOTUIOB H-MEHTUITPUDEHMIDOCHOHNUS U CYPHMBI
TIPUBOAHIIO K 00pazoBaHHUIO, mociie yaaneHus pacTBOPHTEIIS, ouc(aeToHo)-(ue-
HI0JI0) TPHHOI0aHTHMOHATA H-neHTITprudenmibochonms [n-CsHi PPhs] ,[Shsls(acetone),]*

acetone
2 [n'C5H11PPh3]| + 28b|3 _— > [n'C5H11PPh3]+2[Sbglg(acetonE)z]z_
1)

PactBopenue noanmos terpadermnpocdonus u cypbMsl (3:2 MOJBH.) B STUIIIEIIO30JIbBE IPUBEIIO
MOCJIe MCTIAPEHUSI PACTBOPHUTENST K 0OPa30BaHHIO KOMIUTEKca mpuc(i,-nojI0)reKcanoa0nanTHMOHATA
terpadenmapocdorns [PhsPls [Sbals]* -EtO(CH,),0H, comepskaliero compBaTHyIo MOIEKYILY STHIIIE-
JI030JIbBA!

EtO(CH,),0H
3[Ph,P]l + 2Sbl; = [Ph,P]s"[Sh,ls]*-EtO(CH,),0H
(2)

Coenunenust 1 n 2 — KpUCTAIMYECKHUE BEIIECTBA, YCTOWYMBBIE K JEHCTBUIO BJIard M KHCIOPOJA
BO37YyXa.

[Monmy4eHHble KOMIUIEKCHI ObLTH OXxapakTepu3oBanbl Metonamu UK-cniekrpockonun u PCA. Ycra-
HOBJIGHO, YTO IOJI0CA TOrMOMIEH s TpK 1715 cM ', 06yCIOBICHHAS BaICHTHEIMH KONCGAHUAMH Kap6o-
HuIbHOHU rpymnmsl B MK-cnekTpe uncToro amnerona, B cekTpe KoMmiviekca 1 capuraercst B 6osee HU3KO-
4acTOTHYI0 061acTh 1686 cM . JlaHHOE CMEIIEHHE TI0T0CH! YKA3hIBACT HA THIT KOOPAMHAIMH AllETOHA B
aHHMOHE Yepe3 aToM KHCIopoaa KapOOHMIIBHOW IPYIIITBL, KOT/a B pe3ysbTaTe 00pa30BaHMs KOOPAUHAIIH-
OHHOM CBSI3M aToMa KHCJIOpOJa aleTOHa C aTOMOM CYpbMBbI MIPOMCXOAUT ociabieHnuem cBsizu C=0. B
CIIEKTpe KOMIUIEKCA 2 HAOJI0aeTCs MMPOKast Tooca mpu 3422 ¢M ', 00yCIIOBICHHAs BAICHTHBIMH KO-
nebanuamu cBsa3u O—H B conbBaTHOI MOJEKYIe STHIILET030J1bBa. IHTEHCUBHBIE TIOJIOCKHI TTOTJIONIEHUS
B obmactax 1437 u 993, a tarke 1435 1 995 cM ' B kommiekcax 1 ¥ 2 XapakTepu3yIOT BalCHTHbIE KO-
neGanus csizeit P—Cpy [23].

Ilo pmamaeiM PCA, xpucTamuibl KOMIUIEKCOB 1 M 2 COCTOST W3 TETpadApUUECKUX KaTHOHOB
n-menTunTpubeHnt- u Terpadenmidocdonns, n GusmepHsx anuoHoB [Shylg(acetone),]’ u [Sholg]*
(puc. 1, 2).

Puc. 1. CtpoeHue komnnekca 1
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Xnmusa dNieMeHToOopraHn4YeCKnux coeaumn HEeHUHn

Puc. 2. CtpoeHue Komnnekca 2

ATtombl ocdopa B KaTHOHAX UMEIOT MAJIO HCKQKEHHYIO TETPAdAPHUYCCKYI0 KOOPIUHAIMIO, B KOM-
IUIEKCE 2 MPHUCYTCTBYIOT TPH THUIA KPHCTAIIOrpa(uUecKH HE3aBUCHUMBIX KATHOHOB. BaJieHTHBIC yIIibl
CPC m3mensirorest B uatepBanax 107,48(11)-111,52(11)° B crpykrype 1 u 106,5(3)-113,3(3)° B cTpyk-
Type 2. CB3b P—Cireurus (1,802(2) A) B cTpykType 1 mpakTuyecku coBmajiaer ¢ JIMHaMu cBsizeit P—Copy,
[1,795(3)-1,798(2) A], B TetpadennnpochoHUEBBIX KATHOHAX KOMILIEKCA 2 JUTHHEI cBsseil P—Cpp, 13-
MeHstoTCs B nHTepBane 1,787(5)-1,809(6) A.

B LeHTpoCHMMETpHYHBIX aHHOHAX [Sh,lg(acetone),]”” aToMBI CypbMEI HMEIOT HCKAKEHHYHO OKTa3IpH-
YeCKYI0 KOOPHHAIMIO, B 9KBATOPHAIIBHOI IITOCKOCTH PACTIONOKEHBI aTOMBI HO/Ia, & aKCHAJIbHBIE TTO3HIIHN
3aHMMAIOT aTOM MOJA M aTOM KHCJIOpOJa MOJEKymbl aneTona. Jmuna cesasu Sb+O (2,820(10) A) Gonbmre
CYMMBI KOBAJIGHTHBIX PaJIMyCOB aTOMOB CypbMbI M KHcioposa (2,05 A) [24], Ho MeHbIIe CyMMBI MX BaH-
Jiep-BaanbcoBbIX paauycos (3,58 A) [25], mpanc-yrasr 1(2)Sb(1)1(3), 1(1)Sb(1)I(3a), 1(4)Sb(1)O(1) cocras-
ot 171,476(9)°, 176,33(3)° u 171,73(3)° coorBercTBenHo. ®Pparmentsi [Sbly-acetone] mumepusyrorces
MOCPE/ICTBOM JIBYX Ll,-MOCTHKOBBIX aTOMOB Hoja. Paccrosaust Sb—ly..: (3,0997(12) A) 6omnbie Sb—lepu
(2,7780(8)-2,9553(10) A). Monexynb! areToHa TIOMUMO KOOPIMHALIMH HA aTOM CYPbMbI 00Pa3ylOT KOHTAKT
Hwe * liepw. € COCETHUM aHMOHOM, YTO MPHMBOIMT K (opMHupoBaHHIO 1D-1ieny, B KOTOPOH aHHOHEI [Sholg]*
YepEyIOTCs ¢ MOJIEKyJaMu ateToHa (puc. 3). Jimina koHTakta Hye hepy. (3,09 A) B tienm 6rmmska k cymme
BaH-JIep-BaaIbCOBBIX PaJNyCOB aTOMOB Hojia 1 Bojoposa (3,08 A) [25].

I2)

Puc. 3. Cucrtema KOHTaKTOB MeXAy aHUOHAMU U MofeKynamMu aueToHa B 1
(npoekuunsa Baonb KpucTannorpacguyeckon ocu a)

B 6usiiepHbIX aHHOHAX [Sbylg]®” aTOMBI CyphMbI MIMEIOT HCKAKEHHYIO OKTa3IPHUECKYI0 KOOPIHHA-
muto (mpanc-yrael 1Sbl 169,612(17)-173,426(19)°), xonuessie dpparments: Sbly (Sh—l,e,, 2,8613(13)-
2,9609(12) A) mHaxomaTcs B 3aclOHEHHONW KOH(OPMAIMHM M CBA3aHBl MEKIy COOOH TpeMms
L1,-MOCTHKOBBIMH aToMaMu Hoza (Sb—I,eer 3,0986(12)—3,2760(13) A). CTpyKTypHas OpraHH3aIus B KpH-
cramne 2 chopMHUPOBAHA MHOTOUYNCIICHHBIMH MEXKHOHHBIMU KoHTakTamu C—H-+1-Sb 3,08-3,17 A mex-
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Iy KaTHOHAMH W aHHMOHAMH. MOJIEKYIBl COJBBATHOTO 3THIIIEIUIO30JbBA HE 00pa3yloT KOHTAKTOB
C MOHAMH, OTHAKO COCIMHSIOTCS B JHMEpHI MOCPEICTBOM BOMOPOAHEIX cBsseil O(1)-H(2A) 2,11 A
(puc. 4) mpu cyMMe BaH-Jep-BaalbCOBBIX PaJHyCOB aTOMOB BOJA0OpOAa U Kucaopona (2,62 A). Iloxo6-
Has JAMMEpU3alysl STUILEII030/bBa HAOMIONACTCA U B APYTHMX CTPYKTYPHO OXapaKTePH30BaHHBIX
KOMIUTEKCAxX, COAEPIKAIINX COJBBATHBIC MOJICKYJIbI STHIEII03076Ba. OTHAKO B CTPYKTYPHO OXapaKTe-
pHU30BaHHBIX (ochoHHEBOM M cTHOOHMEBOM Komiuiekcax [pP-Tol4E];[Bisli,]-EtO(CH,),OH E = P, Sh
1107100HbIe KOHTAKThl MEHEe MPOUYHbIe U paBHbl 2,27-2,33 A u 2,62 A [26].

H(2A)

H@A) ; :'-211/3\

Puc. 4. Aumepusauus monekyn aTunuennosonbBa B 2

BoiBon

BzaumoneiictereM noauaoB GpochoHHUs M TPUHOAMIA CYPbMBI B AIlETOHE WIIM STHILEIIO30JIbBE
TIOJTyd4eHBl MOHHBIC KOMIUIKCHI CYpbMBI C OMSZICPHBIME aHHOHaMH [Sbylg(acetone),]’> u [Sbyle]®,
CTPOEHUE KOTOPHBIX JI0Ka3aHO METOIOM PEHTTEHOCTPYKTYPHOIO aHAIIN3a.
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[n-CsH11PPhs3]2[Shals(acetone);] u [Ph4P]3[Sb2lg]-EtO(CH2),0OH

DOI: 10.14529/chem230106

SYNTHESIS AND STRUCTURE OF ANTIMONY COMPLEXES
[n-C5H11PPh3]2[Sb2|8(acet0ne)2] AND [Ph4P]3[Sb2|g]EtO(CHz)on

V.S. Senchurin, senchurinvs@susu.ru

V.V. Sharutin, sharutins0@mail.ru

V.K. Bezhin, pekc589@gmail.com

South Ural State University, Chelyabinsk, Russian Federation

The interaction of antimony iodide with n-pentyltriphenylphosphonium iodide (1:1 mol.) in
acetone and tetraphenylphosphonium iodide (3:2 mol.) in ethylene glycol monoethyl ether (ethyl
cellosolve) has been used to synthesize ionic complexes [n-CsH;;PPhs],[Sh,lg(acetone),] and
[Ph4P]5[Sb,le]-EtO(CH,),OH. According to the X-ray analysis data obtained on an automatic dif-
fractometer D8 Quest Bruker (MoK ,-radiation, A = 0.71073 A, graphite monochromator) at 293 K, of
crystals 1 [Cy6H3,OPI1,Sh, M 1020.84, the triclinic syngony, the symmetry group P-1; cell para-
meters: a = 10.573(4) A, b = 13.303(5) A, ¢ = 13.569(5) A, a = 117.749(16) degrees,
B = 95.534(17) degrees, y = 100.715(14) degrees; V = 1622.4(10) A% the crystal size is
0.32 x 0.22 x 0.13 mm; intervals of reflection indexes are —16 <h <16, -20 <k <20, 21 <1< 21;
total reflections 98254; independent reflections 13003; R;,, 0.0285; GOOF 1.037; R; = 0.0438,
WR, = 0.0745; residual electron density 1.25/-2.06 e/A3] and 2 [C76H70lgO2P3Sh,, M 2493.83, the
triclinic syngony, the symmetry group P-1; cell parameters: a = 10.881(7) A, b = 16.549(7) A,
c = 25.287(12) A, o = 109.03(2) degrees, p = 94.67(2) degrees, y = 98.52(3) degrees;
V =4216(4) A% the crystal size is 0.37x0.11x0.07 mm; intervals of reflection indexes are
—14 <h<14,-22 <k<22,-33 <1< 33; total reflections 146846; independent reflections 21003;
Rint 0.0708; GOOF 1.014; R, = 0.0763, wR, = 0.0967; residual electron density 1.23/-1.06 e/A3],
the phosphorus atoms in cations have a slightly distorted tetrahedral coordination with the CPC
bond angles 107.48(11)-111.52(11) and 106.5(3)-113.3(3) degrees and similar P—C bond
lengths 1.795(3)-1.802(2) A and 1.787(5)-1.809(6) A in 1 and 2, respectively. In the centro-
symmetric [Sh,lg(acetone),]*" anion, the antimony atoms have a distorted octahedral coordination
(trans-angles 171.476(9)-176.33(3) degrees, the acetone molecule occupies an axial position be-
ing coordinated by the oxygen atom (Sb---O 2.820(10) A). The Sb—Iy, bonds (3.0997(12) A) are
longer than Sb—lm: 2.7780(8)—2.9553(10) A. In the [Sb,lg]* anion trans-1Sbl angles vary in the
range 169.612(17)-173.426(19) degrees, Sb—lim. bonds 2.8613(13)—2.9609(12) A are shorter
than Sh—I,,: 3.0986(12)-3.2760(13) A. Solvate ethyl cellosolve molecules form dimers via hydro-
gen bonds O(1)-~H(2A) 2.11 A. Complete tables of coordinates of atoms, bond lengths and va-
lence angles for structures 1 and 2 are deposited at the Cambridge Structural Data Bank (no.
1984511 (1), 2157456 (2); deposit@ccdc.cam.ac.uk; http: //www.ccdc.cam.ac.uk).

Keywords: antimony(l11) complex, n-pentyltriphenylphosphonium, tetraphenylphosphonium,
cation, acetone, ethylene glycol monoethyl ether, synthesis, structure, X-ray analysis
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