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CWHTE3 U CTPOEHUE AMMOOOANLIMAHOAYPATA
TETPA®EHUNCTUBOHUS [Ph,Sb][Au(CN).l,]
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Annomayus. 1o peakuy IUUOJOIUIIHAHOAYpATa KAJTHS C XJIOPUAOM TETPaPECHMICTUOOHUS CHH-
tesupoBad kKomruieke [PhySb][Au(CN),I,] (1). Ctpoenne coenuHeHus 1 BrepBBIC YCTAaHOBICHO METO-
JoM peHtreHoctpykrypHoro ananusa (PCA). CornacHo nanubiM PCA, nunonoaunuanoaypar terpade-
Huictubonus (1) [CyH 9N,Sbl,Au, M = 931,95; TpuknuHHas CHHTOHUS, TIp. Tp. P—1; mapamMeTpsl sS4eii-
xu: a = 8,176(5) A, b = 9,998(6) A, ¢ = 18,579(15) A; a = 84,55(3)°, B = 77,37(3)°, v = 67,42(3)°,
V' =1368,4(16) A p(BBIM.) = 2,262 r/em’; o6 cbopa o 26: 5,62-74,5°,—-13 <h < 13,-16 <k < 16,
—31 <1< 31; Bcero orpakenuit 91938; HezaBucumbix orpakenuit 14033 (R;, = 0,0559); GOOF = 1,033;
R-daktop 5,95%] uMeeT HOHHOE CTPOEHUE U COCTOUT U3 TeTpa(heHUICTHOOHNEBOTO KATHOHA C MPaKTH-
YeCKH HEHCKaXCHHOM TeTpa’apudeckoil reomerpueil atoma cypsMsl (yriiel CSbC nM3MeHSIoTCS B UH-
teppasie 102,2(3)-119,8(2)°; paccrostaus Sb—C cocrasnsror 2,087(6)-2,099(6) A) u nyx Tumos kpu-
cTajorpaguyecKd He3aBHCUMBIX IPAKTUYECKH HEMCKa)KEHHBIX IIOCKO-KBAIPATHBIX JWHOAOIUIIMA-
HOAYPaTHBIX aHUOHOB (mpanc- U yuc-yrapl 6aus3ku Kk 180 u 90° cooTBeTCTBEHHO; paccTostHus Au—I
1 Au—C paBHs 2,5863(13), 2,6071(15) A u 1,986(8), 1,991(7) A coorBercrBenno). Kpucranmmyeckas
opranmzanys B Kpuctauie 1 o0yclioBI€HAa MEXHOHHBIMH BomopomHbIMU cBzsiMu C—H--N=C (2,54,
2,55 A) u C-H-~I-Au (3,16 A), a Taroxe konTakTamu Sb-N=C muHoii 3,30 A. TTonrble TaGIUIBI KO-
OpIHMHAT aTOMOB, JUTMH CBsI3¢H W BAJICHTHBIX YIJIOB HHUTpaTta 1 memoHupoBaHbl B KeMOpumkckom OaHke
cTpykTypHbIX JaHHBIX (CCDC 1900936; deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).
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Abstract. The reaction of potassium diiododicyanoaurate with tetraphenylstibonium chloride has
led to the synthesis of the [PhySb][Au(CN),l;] (1) complex. The crystal structure of compound 1 has
been determined by X-ray diffraction (XRD) analysis for the first time. According to the XRD data, te-
traphenylstibonium diiododicyanoaurate (1) [C,sH9N,Sbl,Au, M = 931.95; triclinic crystal system,
P-1 space group; cell parameters: a = 8.176(5) A, b = 9.998(6) A, ¢ = 18.579(15) A; o = 84.55(3)°,
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B =77.37(3)°, v = 67.42(3)°, V = 1368.4(16) A*, Z = 2; p(calc.) = 2.262 g/cm’; 20,4 5.62°-74.5°;
—13<h<13,-16 <k <16, -31 <7< 315 91938 reflections collected; 14033 independent reflections
(Rint = 0.0559); GOOF = 1.033; R-factor 5.95%] has the ionic structure and consists of tetraphenylstibo-
nium cation with practically undistorted tetrahedral coordination of the antimony atom (the CSbC angles
vary in the range 102.2(3)-119.8(2)°; the Sb—C distances vary within 2.087(6)-2.099(6) A) and two
types of almost undistorted square-planar diiododicyanoaurate anions (the frans- and cis-angles are
close to 180° and 90° respectively; the Au-1 and Au-C distances are 2.5863(13), 2.6071(15) A and
1.986(8), 1.991(7) A, respectively). The crystal organization in crystal 1 is caused by the interionic
C-H--N=C (2.54, 2.55 A) and C-H--I-Au (3.16 A) hydrogen bonds, as well as by the weak
Sb--N=C contacts with the length of 3.30 A. Complete tables of atomic coordinates, bond lengths, and
bond angles for compound 1 have been deposited with the Cambridge Crystallographic Data Centre
(CCDC 1900936) and are available, free of charge, at deposit@ccdc.cam.ac.uk and
http://www.ccde.cam.ac.uk.

Keywords: potassium diiododicyanoaurate, tetraphenylstibonium chloride, synthesis, structure,
X-ray diffraction analysis
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BBenenne

[{uaHoaypaTHble KOMILICKCHI ABJISIOTCS BEChbMa BaYKHBIMH O0BEKTAMK KOOPIMHAIIMOHHON XUMHH Me-
TAJJIOB, KOTOPBIE TIPUBJIEKAIOT BHUMAaHUE, MPEKIE BCETO, H3-32 UX (PU3UKO-XUMUYECKUX CBOWCTB, BKJIFO-
YaroIuX JIIOMUHECHeHIuIo [ 1-5], Bamoxpomusm [6-8], nBymydenpenomienue [9—12], Bbicokne 3HaUEHUS
TepMudeckoro pacimpenus [ 13, 14], marautayio [15-19] u npoTrBOpakoByio akTHBHOCTH [20].

B mpomomxenue psaa npeapaymux padoT Mo TUTaJoreHOAUIIMaHOaYPATHEIM KoMITIekcam [21-23]
B HACTOSAIIEH CTaThe OMHCAaHBI CHHTE3 U OCOOSHHOCTH CTPOCHUS TUHOJOIUINaHOaypara TeTpadeHu-
cypbMsI [PhySb][Au(CN),L] (1).

JKCNepUMeHTAIbHASA YacTh

Cunte3 [PhySb][Au(CN),l,] (1). K pactBopy 100 mr (0,19 MMoms) nurogoauIaHoaypara Kaius
B 10 Mu1 BoAsI puOaBIsIK NMPH HepeMEIINBaHuN BOAHBIN pacTBop 86 mr (0,19 MMounb) xiopuaa TeTpa-
¢denmncTrooHuss. OOpa3oBaBIINICA TEMHO-OPAHKEBbIH 0CaJ0K (PUIBTPOBAIIN, ABAYKABI IPOMBIBAIN BO-
JOW MOPLMAMH HO 5 MJI, CYIIWIHA U NEPEeKPUCTALIM30BBIBANIM K3 dTanona. lomyummu 150 mr (87 %)
KPHCTAJUIOB SIPKO-KeNTOTo 1BeTa Komruiekca 1 ¢ T. . 115 °C. UK-cmextp (v, CM’]): 3054, 2166, 1576,
1479, 1435, 1331, 1305, 1265, 1192, 1160, 1070, 1023, 1001, 732, 689, 615, 521, 442.

HUK-cnexkrp coenunenus 1 3anuceiBanu Ha UK-®ypoe cnekrpomerpe Shimadzu IR Affinity-1S;
00pa3iel ToToBIIH TabnerupoBanueM ¢ KBr (obmacts mornomenns 4000—400 CMfl).

Pentrenocrpykrypublii anaau3 (PCA) npoBogunu Ha nudpakromerpe D8 QUEST ¢upmsr Bruk-
er (Mo K,-u3nyuenue, A = 0,71073 A, rpadputossiii Monoxpomarop). COOp, pelaKTHPOBaHKE IAHHBIX U
YTOYHEHHE TTapaMeTPOB 3JIEMEHTAPHOH SUEHKH, a TAK)KE YUET IOTIIOMICHUS MPOBE/ICHBI IO porpaMmMamM
SMART wu SAINT-Plus [24]. Bce pacdeTsl o OmpeneneHruIo U YTOUHEHUIO CTPYKTYPhI BBITIOJTHEHBI 110
nporpammam SHELXL/PC [25] u OLEX2 [26]. CtpykTypa omnpeesieHa NpIMbIM METOJIOM M YTOUYHEHa
METO/IOM HAWMEHBIINX KBA/IPATOB B aHH30TPOITHOM MPHUOJIMKEHUH ISl HEBOJIOPOJHBIX aToMoB. Kpu-
cTajutorpaduvecKue TaHHbIC U Pe3yJbTaThl YTOUHEHHSI CTPYKTYPBI IPUBEICHBI B Ta0I. 1, ITUHBI CBSI3el
Y BaJICHTHBIE YIJIBI — B Ta0II. 2.

Tabnuua 1
Kpucrannorpaduyeckue gaHHble, napaMeTpbl 3KCNEPUMEHTA U YTOYHEHUA CTPYKTYpbI 1
ITapametp 1
M 931,95
CHUHTOHHUS 293,15
IIp. rp. TPUKJIMHHAS
a, A P-1
b, A 8,176(5)
¢ A 9,998(6)
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OKoHu4aHue Tabn. 1

ITapametp 1
o, Tpaj. 18,579(15)
B, rpan. 84,55(3)
Y, Tpam. 77,37(3)
N 67,42(3)
Z 1368,4(16)
p(BbI4.), r/cM’ 2
1, MM 2,262
F(000) 8,613
Pasmep kpucraiia, MM 850,0
Ob6nacth cOopa AaHHBIX 110 0, rpaj. 5,62-74,5
MHTepBaibl HHIEKCOB OTPAKCHHIMA —13<h<13, -16<k<16, 31 <[<31
H3MepeHo oTpakeHUH 91938
He3zaBucumMbIx otpaxkeHuit (Riy) 14033 (0,0559)
Otpaxenutii ¢ [ > 26(]) 14033
IlepeMEHHBIX YTOUHEHUS 292
GOOF 1,033
R-daxropsl o F* > 26(F) R, =0,0595, wR, = 0,1435
R-(hakTopsl IO BCeM OTPaKEHHUSIM R, =0,1182, wR, =0,1659
OcraTouHast ?HCKTpOHHaQSHHOTHOCTL 3.00/-4.47
(min/max), e/A
Tabnuua 2
OnuHbI cBsi3el U BaneHTHbIe YrAbl AN CTPYKTYpbI 1
CBs13b d, A VYron w, °©
Au(1)-I(1) 2,5863(13) I(1a)Au(DI(1) 180,00(6)
Au(1)-I(1a) 2,5863(13) C(MHAu(DI(1) 90,9(2)
Au(1)-C(7) 1,991(7) C(7)Au(1)I(1a) 89,1(2)
Au(1)-C(7a) 1,991(7) C(7a)Au(1)C(7) 179,998(1)
Au(2)-1(2) 2,6071(15) 1(2b)Au(2)1(2) 179,998(1)
Au(2)-1(2b) 2,6071(15) C(8)Au(2)I(2) 89,3(2)
Au(2)-C(8) 1,986(8) C(8)Au(2)I(2b) 90,7(2)
Au(2)—C(8b) 1,986(8) C(8b)Au(2)C(8) 180,0(2)
Sb(1)-C(1) 2,093(7) C21D)Sb(1)C(1) 102,2(3)
Sb(1)-C(11) 2,087(6) C21)Sb(1)C(31) 115,3(2)
Sb(1)-C(21) 2,091(6) C(1)Sb(1)C(31) 105,2(2)
Sb(1)-C(31) 2,099(6) C(11)Sb(1)C(21) 119,8(2)
IIpeoOpazoBaHusl CHMMETPHUH: C(11)Sb(1)C(1) 108,4(3)
‘1, 2y, 1-z; °—x, 2—y, 2z C(11)Sb(1)C(31) 104,8(3)

[TonHbIEe TAOMHMIIBI KOOPAWHAT AaTOMOB, JJTHH CBS3€H M BAJICHTHBIX YIJIOB KOMIUIEKca 1 nemoHupoBa-
Hel B KemOpumxckoMm Oanke CTpyKTypHBIX mgaHHBIX (Ne 1900936); deposit@ccdc.cam.ac.uk;
http://www.ccde.cam.ac.uk).

Oo0cy:xxnenne pe3yJbTaToB

Kommnekc 1 Obl1 CHHTE3WPOBAaH B3aMMOJICHCTBHEM BOJIHBIX PACTBOPOB JMUOIOIUIIMAHOAYPATA Ka-
JHSL ¢ XJIOPHIOM TeTpadeHHICTUOOHMS:

K[Au(CN),I,] + [PhySb]Cl — [PhsSb][Au(CN),I,] + KCI

[ocnenyromei nepexprucTain3aneld U3 3TaHoaa ObLIM MOIY4EHBl YCTOHYMBBEIE Ha BO3AyXE MPO-
3pavHble KpUCTAIIIB 1 KpacHOTO IBETA.

B HK-cnekTpe moiy4eHHOTO KOMIUIEKCAa MPHUCYTCTBYET XapaKTepHas MaJOWHTCHCHUBHAS I0JIOCA
TIOTJIOIEHNs BAJICHTHBIX Koyebanuii cesizeit C=N mpu 2166 cM '; monoca mpu 3054 cM ' cooTBeTCTBYET
BaJIcHTHBIM KosieOauusMm cBszeii C—Hpy, [27]. K konebanusim cBsizeit Sb—Cp, MOKHO OTHECTH IOJIOCY
npu 442 cv ' [28].
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[lo manaeiM PCA, xpucTamn noHHOro kKomriekca 1 cocTouT u3 TeTpadeHUICTHOOHUEBBIX KATHO-
HOB W JBYX THUIOB KPHCTAIIOTPapUIECKH HE3aBHCUMBIX IEHTPOCHMMETPHUYHBIX IUIOCKOKBAIPATHBIX
JIANOIOUITNAHOAYPATHBIX aHHOHOB (puc. 1).

N(D
1(1)

C(7)
C(14) \@
AN B X c(12) B
@ 2) c(22) C(7a)
C(ll)/C(23) N(la)
12 C(15)
2 i @@\®C(24)

Ear)cey
T C(26
ci3) . (W@ (26)
C(6) é C(3%5)

C(33)
Puc. 1. CtpoeHue komnnekca [PhsSb][Au(CN).l2] (1)

ATOMBI CypbMBI B KATHOHAX UMEIOT CIA00MCKAKEHHYIO TETPAdIPUUYECKYI0 KOOPIUHALIUIO C YTIaMu
CSbC, Bapwupytommmucs B uateppaine ot 102,2(3)° go 119,8(2)°. Jnuns! cBszeir Sb—C Oxau3ku 1pyr K
JPYTy ¥ U3MeHsI0TCs B npesenax 2,087(6)-2,099(6) A, uro He npeBbIIaeT 3HaYEHHs CyMMBI KOBAIEHT-
HBIX PaJHyCOB aTOMa CypbMBI U SP -THOPHIN30BaHHOrO atoMma yriepoaa (2,15 A [29]). Junonoxuiua-
HOAypaTHbIC aHUOHBI TAKXXE HE COAep)KaT 3HAUMMBIX HcKaxeHuil: mpanc-yriel CAuC u IAul Gnuzku
k 180°, Bemuuunbl yuc-yrnoB CAul xonebnrotres B y3koM uuTepBasie oT 89,1(2) mo 90,9(2)°. Jdnunbl
cesaseit Au-1 (2,5863(13), 2,6071(15) A) u Au—C (1,986(8), 1,991(7) A) MeHbIe CyMMBI KOBaJEHTHBIX
pajnycoB aToMOB 30j10Ta 1 noza (2,75 A [29]) u 30mota u yraepona (2,05 A [29]) cooTsercTBeHHO.

[IpoctpancTBenHast opranuzauust B kpuctauie 1 (puc. 2) oOycioBieHa BOJOPOIHBIMU CBSI3SIMU
C-H--N=C (2,54; 2,55 A) u C-H-+I-Au (3,16 A), nmuHbl KOTOphIX ONM3KM K CyMMaM BaH-Iep-
BAalbCOBBIX PAIMYCOB COOTBETCTBYIOIMX aTOMOB MM MeHblie TakoBbiX (H-+N 2,65 A, H--13,08 A [30]).

Puc. 2. MpocTtpaHcTBeHHas opraHM3auus komnnekca 1
(npoekuua Baonb Kpuctannorpaduyeckon ocu a)
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KpoMe Toro, B CTpYKType HabII0ar0TCs ONOTHUTEbHBIE KOHTaKkThI Sb-~N=C mmunoii 3,30 A, xoro-
phbl€ HE MPEBBIIAIOT CyMMbI BaH-JIEP-BaalbCOBBIX PaIMyCOB aTOMOB CypbMbI U a3zota (Sb+-N 3,61 A [30]) u
cna0o BIUSIOT HA UTOTOBYIO T€OMETPUIO KATHOHOB.

BrIBOABI

TakuMm 006pa3oM, KOMILIEKC JUUOA0IUIIMaHOaypaTa TeTpaQeHUIICTHOOHNUS, CHHTE3UPOBAHHBIN B BOJIC
U3 XJopuaa TeTpadeHUICYPbMBl H TUHOAOAUIIMAHOAYpaTa Kallusl, IMEET HOHHOe cTpoenue. [IpocTpan-
CTBEHHAsl CTPYKTypa KpHCTajula MOJYyYEHHOTO MPOAYKTa OOYCIIOBIEHAa MEKXHOHHBIMH BOJOPOAHBIMU
cBs3siMu C—H:-N=C u C-H:-[-Au. B kpucramie takxe npucyTcTBYIOT KOHTaKkTbl Sb-"N=C, xoTopsie
HE OKa3bIBAIOT HA T€OMETPHIO KATHOHOB 3HAUMMOTO BO3IEHCTBHUA.
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