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OCOBEHHOCTU B3AUMOOENUCTBUA
TPUC(2-METOKCWU-5-6POM®EHUIT)CTUBUHA
C HUTPATOM CEPEBPA

O.K. lWlapymuHa
HOxHo-Ypanbckul eocydapcmeeHHbil yHuUsepcumem, 2. HensbuHck, Poccus

BaumoneiictBuem mpuc(2-meTokcu-5-6poMdpeHmT)cTuONHa ¢ HUTpATOM cepedpa B pac-
TBOpE JIMOKCaHA W alEeTOHUTpPHIA MOJydeH KoMiuieke HUTpato-0,0’-(aneToHuTpuin)[mpuc(2-
METOKCH-5-0poMdenun)ctubun]cepedpo B ¢opme coapBata ¢ guokcaHoM (2-MeO-5-
BrC¢H3);SbAg(NO;)(MeCN)-(C4HgO,) (1), cTpoeHHE KOTOPOTO OMpPENeICHO METOJaMH PEHT-
reHocTpykTypHoro aHanmmuza u MK-cnekrpockormmu. B MK-cnektpe xomiutekca 1 mpHCyTCTBYIOT
TIOJIOCHI, XapaKTepHbIe s mpuc(2-MeTokcu-5-6pomdennn)ctudruna, C=N- u NOsz-rpynm. Pentre-
HOCTPYKTYPHBIH aHaJIM3 KOMIUIEKCA MPOBOJMIN Ha aBTOMATHYECKOM YETHIPEXKPYKHOM AH(ppax-
tomerpe D8 Quest Bruker (MoK,,-usnyuenue, A = 0,71073 A, rpadurosbiii MoHOXpOMaTop) mpu
293 K. Kpucramiorpaduueckue XapakTepUCTUKH: TPHUKIMHHAS CHHTOHUS, IPOCTPAHCTBEHHAs
rpynma P-1, a = 9,35(2), b = 17,04(3), ¢ = 22,01(4) A, o = 104,22(5), p = 94,33(10), y = 99,30(8)
rpaz., V'=13329(12) A, Z=2, puu 1,9529 r/em’, 20 5,78-47,14 tpan., Bcero oTpaskeHuii 44984,
HE3aBUCHUMBIX OTpakeHUH 9679, duciao yToyHsEMBIX mapamerpoB 765, Ry = 0,2108, GOOF
1,107, R-pakTops! 1O > 2(5(F2) R, =0,0584, wR, = 0,1500, R-hakTOpHI IO BCEM OTPaKCHUSIM
R, = 0,0818, wR, = 0,1750, ocTarouHas 3JMeKTpOHHAs TUIOTHOCTH (max/min), 1,11/-1,74 elA°.
B kpucramie 1 npucyTCTBYIOT [Ba THIIa KpHUCTAIIOrpaguIeckd He3aBUCUMBIX MOJIEKyl (A, B)
M JIBa THIIA KpPUCTAJIOTpa(hUUECKH HE3aBHCHMBIX COJBBATHBIX MOJICKYJ AMOKCaHa. B mMckakeH-
HOM TETPa’ApUIECKOM OKPYKCHHH aTOMOB cepebpa MPUCYTCTBYIOT MOJIEKYJa alleTOHUTPUIIA,
KOOPAMHHPYIOUIasics aToMOM a30Ta IUAaHOTPYHIBI, MoJeKyia Tpuapwictubuna n 0,0’-
KOOpIMHHUpOBaHHAs HUTpaTHas rpynmna. Paccrosaus Ag-N m Ag—Sb cocrasmstor 2,260(13),
2,291(12) A u 2,625(5), 2,618(5) A coorserctenHo. Paccrosinus Ag—QO pasnuuaroTcs
(2,428(11) n 2,493(10) A; 2,426(9) u 2,534(10) A).

Kouesvie cnosa: mpuc(2-memoxcu-5-6pomehenun)cmudun, Hrumpam cepedpa, KOMNIEKC
npucoeouHenus, N-OOHOPHbIE PACMEOPUMENU, PEHM2eHOCMPYKMYPHbIL AHANU3.

bunapubie oprannueckue coeuneHus aneMeHToB 15 rpynmsl R3E (E = P, As, Sb) sBisitorcst momy-
JISIPHBIMU JIMTaHAAMHU B KOOPJAMHALMOHHON XUMHH, TIOCKOJIBKY 001a1al0T CUIBHBIMU JTOHOPHBIMU CBOK-
CTBaMH 3a CUET HemoJeNleHHON 31ekTpoHHOM mapsl Ha atrome E [1]. Ilpounocts cBszeit E-M B xom-
TJIEKCaX MEPEeXOHBIX MEeTAIIIOB YObIBaeT B psany R;P > R;As > R;Sb >> R3Bi, uto 00BsicHseT Hanboee
4acToe UCIIOJIb30BaHHE UMEHHO (hOC(UHOBBIX M B MEHBINEH CTENEHW apCHHOBBIX JIMTAH/IOB B CBS3H C
TOKCHUYHOCTBIO TOcheAHuX. Tak, TpusaMenieHHble GochuHBl U apcuHbl — OIHU M3 HauboJjee pacrpo-
CTpaHEHHBIX JHUraHA0B B kKoopauHaunoHHoi xumun meau(l), cepedpa(l) u 3omora(l) [2]. MHorne xom-
wiekcel Tna M(EPh3),{X} (M = Cu, Ag, Au; E = P, As; n=1-4) CTpyKTypHO OXapaKTepHU30BaHbI
[2—4]. loHOpHBIE CITOCOOHOCTH TPU(DEHUICTHONHA 3HAYUTENBHO ciiadee, a ero KOOpAWHAIIMOHHBIE CO-
CIMHEHUSI CTA0MIIbHBI TOJIBKO B ONPEACICHHBIX YCIOBUAX. M3BECTHBI KOMILIEKCHI cepedpa, B KOTOPHIX
UMEIOT MECTO 4YeTblpe, TpH, JABe WM oaHa cBs3b Ag—Sb. Hanpumep, KomIuiekcsl cocTaba
[Ag(SbPh;),]{X} ycTolunMBEI B NPUCYTCTBUM HNPOTUBOAHMOHOB C KpalHE HU3KMMHU HYKJICO(QMIBHBIMU
cBorictBamu, korma X = CIO4 , NO;™ [5], [B(C¢Fs)4]™ [6], [BF4]™ [7], BrO;™ [8]. B xommnekcax ¢ Tpems
¢parmenramu Ph;Sb B koopanHaumoHHO# cdepe cepedpa ueTBeproe Mecto 3annmaet ranores (Cl, Br, 1),
nicepnoranoreH (SCN, NCS, CN) [9], ocratok okcuma [10], apyroit muranm 6onbmoro oobema [11, 12]
Wi OWJCHTATHBINA JIUTaH/, TTOBBIIIAIINN KOOPAMHAIMOHHOE YUCIO cepedpa no nsatu [13]. [Ba nuran-
na Ph;Sb npu atome cepebpa HabmomaroTcsl B OUAACPHBIX CTPYKTYpax MPH HAJIMYUH MOCTHKOBBIX JIU-
ra"naoB, HAIIpUuMep, [Ag(SbPhg,)z{Cngle}]z [14], [(Ph3Sb)zAg(u-X)zAg(SbPhg,)z] (X = Cl, Br, I) [15],
MOJMMEPHBIX cTpyKTypax tuna —Ag(SbPh;),—~CN-Ag(SbPh;),—CN- [16]. B kommiekcax, rae aTom ce-
pebpa obpasyer ogHy cBsi3b Ag—Sb, ero xoopauHanoHHas cdepa HACHIACTCS NPUCOSAUMHEHHEM MO-
HO- WJIM OMICHTATHBIX JIMTAHJIOB, BBHITTOJHSIONIMX Pa3IMUYHbIC CTPYKTypHbIe QyHKIMH [13, 17].
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Komrutekcbl co cBs3siMu Ag—Sb CHHTE3MPOBaHbI ¢ HCIOJIb30BAaHUEM Pa3IHYHBIX COJICH cepeOpa B
Pa3sHOOOpPa3HBIX PACTBOPUTENSX TPU BapHHUPOBAHUHM MOJBHBIX COOTHOLICHHH peareHToB. OqHaKo ¢ax-
TOPBI, BIUSIONINE HAa 00pa30BaHUe U CTEXMOMETPHIO TAKUX KOMILJIEKCOB, HE BCETJa OYE€BH IHBI.

OtMmeTHM, 9TO MHTEpEC K IeTepOMETAUTMYECKHMM COCAMHEHHSAM CO CBA3IMH Ag—Sb 00yclioBiIeH He
TOJIBKO Pa3sHOOOpa3HbIM JU3aHHOM CTPYKTYP, HO U OOHapyKEHHOM OHOIOrn4ecKkoi akTuBHOCThIO [11, 12].

Ananu3 myOnuKanyuid MO3BOJMI 3aKII0UUTh, YTO JINTEpaTypHbIe JaHHBIE KAcaloTcCs MCCIeI0BaHUI
KOMIIJIEKCOB cepedpa, B KOTOPBIX B Ka4eCTBE JIMTaHAOB UCIOJIb30BaH TpupeHmwicTuOnH. VckiroueHneM
SBIsieTCSl paboTa, B KOTOPOH (eHHMIIbHASI TpyINa 3aMeHeHa Ha rerepoapoMatmyeckyio (2-C,H;X), rae
X=S, O wm NMe [18].

Hacrosimass paborta mocBsimeHa H3YYEHHIO peakUuMH HHUTpara cepedpa ¢ mpuc(2-MeToKcH-5-
OpoMdeHIIT)CTHOMHOM M YCTAaHOBJICHUIO CTPOCHHS TIOYYEHHOTO MPOAYKTA.

JKCcnepuMeHTAIILHAS YaCTh

Cunte3 coabBaTta  HUTPaT0-0,0’-(aneTOHUTPUI)[mpuc(2-meTokcu-5-0pomMbeH 1) cTHOMH]-
cepedpa ¢ quoxcanom (1). K pactsopy 0,3 r (0,44 mmons) mpuc(2-meTokcu-5-6pomdpenni)cTuonna
B 8 mu1 auokcana mpunusaiu pactBop 0,075 T (0,44 MMOJIB) a30THOKHCIOTO cepedpa B 3 mMiI cMecu
MeTaHoN: aueToHUTpuia (1:1 o0beMH.) U OCTaBIsIM B TEMHOTE IIPM KOMHATHOM TemmepaType. Uepes
CYTKH HaOmoganu o0pa3oBaHNe HEOKPAIIEHHBIX KpUcTauioB (1), KoTopble BBIHUMaIU U cymuau. 11o-
ayaunu 0,380 T (88 %) ¢ T. pazn. 215-216 °C, UK-cniektp, v, cm': 3080, 3051, 3009, 2963, 2934,
2851, 2835, 2748, 2521, 2268, 2083, 2033, 1900, 1863, 1767, 1566, 1458, 1425, 1371, 1283, 1263,
1238, 1178, 1140, 1119, 1082, 1045, 1016, 887, 871, 833, 808, 714, 665, 615, 538, 521, 440.

Hatineno, %: C 33,01, H 3,00. disa Cy;Hp9N,OsBr;SbAg Beruncieno, %: C 33,10, H 2,96.

PeHTreHOCTPYKTYpPHBIi aHAIU3 KPHCTALIOB Komiulekca 1 mpoBoawinu Ha audpaxromerpe DS
Quest ¢pupmbr Bruker (Mo K,-u3nyudenue, A = 0,71073 A, rpagurossiii Monoxpomarop) npu 293 K. C6op,
pelakTUPOBAaHUE NAHHBIX U YTOUHEHHE MapaMeTPOB IJIEMEHTAPHOM SUEHKH, a TakKe yueT MOTJIOIMICHUS
nposezeHsl o nporpammamM SMART u SAINT-Plus [19]. Bee pacders o omnpeaeneHo 1 yTOYHEHHIO
cTpyKTypbl BbimonHeHsl 1o nporpammam SHELXI/PC [20] u OLEX2 [21]. CTpyKTyphl OmnpeneieHbl
OPSMBIM METOJIOM M YTOYHEHBI METOJIOM HAWMEHBIINX KBaJpaTOB B aHU30TPOITHOM MPHOIMKEHUN IS
HEBOJIOPOAHBIX aTOMOB. OCHOBHBIE KpUCTALIOrpadUUECKUE TaHHBIC U Pe3yIbTaThbl yTOUYHEHHS CTPYKTY-
pol 1 mpuBeneHs! B Ta0i1. 1, OCHOBHBIE [UIMHBI CBSI3€H M BAJIGHTHBIC YTJIbI — B TA0M. 2.

OO0cy:k1eHue pe3ybTATOB

YcTaHOBIEHO, YTO CMEIIEHHE TOMOTEHHBIX PAacTBOPOB mpuc(2-MeTokcu-5-opompennn)ctubruna B
JMOKCaHe U a30THOKHUCIIOTo cepedpa B cMecH METaHoJa U alleTOHUTPUIIAa IPUBOAUT K 00pa30BaHUIO He-
M3BECTHOr0 paHee KoMIuiekca 1, BbIeIeHHOTo B (hopMe conbBaTa ¢ TUOKCAHOM.

C4H802, MCCN, MeOH
(2-MeO-5-BrC6H3)3Sb + AgNO3 >
> (2-MeO-5-BrCeH;):SbAg(NO;)(MeCN)-(C,HsOy). (1)

Kommnekc 1 gBiseTcss MpOOYKTOM peakUui NMpU COOTHOLIEHUHM peareHToB kKak 1:1, tak m 2:1
(MOTBH.).

OTMeTnM, 4TO HapsAdy ¢ HEOKpAIIEHHBIMH KpUcTamiaMu 1, HaOmiogaeTcsl BbIACICHUE HEKOTOPOro
KOJINYECTBA MEJIKOANCIIEPCHOTO MOPOLIKA YEPHOTO IIBETA.

Kommiekc 1 ObL1 oxapakTepu3oBaH MeronaMu MK-criekTpoCcKonuu U peHTIeHOCTPYKTYPHOTO aHa-
m3a (PCA).

UK-ciektp kxommiekca 1 Bo  mHorom  moBtopsier UK-crektp  mpuc(2-MeToKCcHu-5-
opomdenun)cTubuna [22]. Tak, 8 UK-cnektpe 1 HaGmonaercs monoca npu 440 cM ', oTHOCAmAsCS K
konebanusaM cBsazeit Sb—C Bo ¢dparmenTte (2-MeO-5-BrC¢H3);Sb, koTopast HECKOIBKO CMeEIIeHa B HU3-
KOYACTOTHYIO 06J1aCTh 110 CPABHEHHUIO C AHAJOTHYHOI TI0JI0COi B HCXOIHOM TpHapicTHOuHe (443 cv™'
[22]). UzBecTHO, uTo mornomenue C=N-rpymn B UK-criekTpax coennHeHnH HE3aBUCUMO OT UX MPHPO-
Ibl (OpraHuYecKue, HeOpraHUIecKue, JIeMEHTOOpraHNueCKUe) HaOM0AaeTCsl B HEIMPOKOM MHTEpBaje
gacrot: 24002100 cM ', T. e. KonebGauus cBs3eit C=N He 4yBCTBUTEIIBHBI K BIHSHHIO OKpyxeHus [23].
B cBsi3u ¢ 3TUM coeMHEHUS ¢ NUAHOTPYNIAMH JIETKO OOHAPYXHUTh IO MOTJIOMIEHHIO B YKa3aHHOW 00-
nactu. B MK-criektpe komiurexca 1 xone6anmsim C=N-rpymm otBedaer ciabas mosioca npu 2268 oM .
['pynma NO; uMeeT XapakTepucTHIecKre moxock mpu 1371 cm ' 1 833 em .
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Tabnuua 1
Kpucrannorpaduueckue faHHble, NapamMeTpbl 3KCNEPUMEHTA U YTOYHEHUA CTPYKTYpbI 1
ITapamerp 3HaueHue
M 978,88
CHHTOHHS TPHUKINHHAS
IIp. rpynna P-1
IlapameTphl pelIeTKH:
a, A 9,35(2)
b, A 17,04(3)
c, A 22,01(4)
o, Tpaj. 104,22(5)
B, rpan. 94.33(10)
Y, Tpaj. 99,30(8)
v, A’ 3329(12)
Z 2
p (BBI4.), T/cM’ 1,9529
WMo» MM 5,047
F(000) 1879,7
Pasmep kpucranna, Mm 0,22 x 0,17 x 0,06
20, rpan. 5,78 — 47,14
MHuTtepBaibl HHACKCOB OTPaXKEHUI -10<h<10,-19<k<19,-24<[<24
Bcero orpaxxennit 44984
HesaBucuMbIX oTpakeHUI 9679 (R, = 0,2108)
Uucno yTOYHsEMBIX IAPAMETPOB 765
GOOF 1,107
R-daxtopsl 1o F~ > 26(F?) R, =0,0584, wR, = 0,1500
R-(akTophl 10 BCEM OTPayKCHHUSIM R, =0,0818, wR, =0,1750
OcTaTo4Hast 2IeKTPOHHAS IIOTHOCTh (max/min), e/A’ 1,11/-1,74
Tabnuua 2
OCHOBHbIe ANWHbI CBSi3ei U BamneHTHble Yribl B CTpykType 1
CBs13b Jlnuna, A Vron , Tpaj.
Sb(1)-Ag(1) 2,625(5) C(1)Sb(1)Ag(1) 118,6(2)
Sb(1)-C(1) 2,131(9) C(11)Sb(1)Ag(1) 118,0(2)
Sb(1)-C(11) 2,096(9) C(21)Sb(1)Ag(1) 119,8(2)
Sb(1)-C(21) 2,115(10) C(21)Sb(1)C(1) 95,4(3)
Ag(1)-0(7) 2,493(10) C(21)Sb(1)C(11) 100,3(3)
Ag(1)-0(8) 2,428(11) C(11)Sb(1)C(1) 100,5(3)
Ag(1)-N(2) 2,260(13) O(7)Ag(1)O(8) 51,1(3)
O(7)-N(1) 1,237(12) O(7)Ag(1)Sb(1) 116,8(2)
O(8)-N(1) 1,229(12) O(8)Ag(1)Sb(1) 131,8(3)
0(9)-N(1) 1,227(13) N(2)Ag(1)Sb(1) 121,2(3)
N(2)-C(7) 1,081(15) N(2)Ag(1)O(7) 106,6(4)
Sb(2)-Ag(2) 2,618(5) N(2)Ag(1)O(8) 106,0(4)
Sb(2)—-C(31) 2,123(9) O(7)N(1)O(8) 119,0(11)
Sb(2)-C(51) 2,108(9) O(7)N(1) O(9) 122,4(11)
Sb(2)-C(41) 2,126(9) O(9)N(1)O(8) 118,6(12)
Ag(2)-N(4) 2,291(12) C(7)N(2)Ag(1) 175,9(13)
Ag(2)-0(10) 2,426(9) C(8)C(7)N(2) 178,4(16)
Ag(2)-0(11) 2,534(10) C(51)Sb(2)C(31) 97,9(3)
0(12)-N(3) 1,215(13) C(41)Sb(2)C(31) 100,3(3)
0(10)-N(3) 1,227(12) C(41)Sb(2)C(51) 96,0(3)
O(11)-N(3) 1,237(12) O(11)Ag(2)N(4) 94,3(4)
N(4)-C(37) 1,104(14) O(11)Ag(2)0(10) 50,1(3)
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IMo nanabiM PCA, B kpHcTayuindyeckoil siueiike 1 MPUCYTCTBYIOT JiBa THUIA KPUCTALIOrpadUIECKU
HE3aBHCHUMBIX MOJIEKYN KoMIuiekca (A, B) u nBa Tuma kpuctamuiorpaduiecku He3aBHCUMBIX COJIbBAT-
HBIX MOJICKYJ JTUOKCaHA, TEOMETPUUECKUE MAapaMeTPhl KOTOPHIX HECKOJBKO Pa3IUyaroTcs (Ha PUCYHKE
npuBeAeHa MoJieKyna A). ATom cepedpa TETpaKOOPAMHUPOBAH, B KOOPAWHALMOHHYIO cdepy BXOAAT
MOJIEKYJIBI mpuc(2-MEeTOKCH-5-0poM(PEHMIT)CTUOMHA U allCTOHUTPHIIA, KOOPIMHHUPOBAHHOTO aTOMOM
a30Ta, a TaKKe HUTpaTHas Ipynmna, Beinoiausomas Gyakuuio O,0’-011eHTaTHOTrO JTUraHaa.

Br(1)

Br(3)

C(61)
0(13)

C(62)

C(64)
0(14)
C(63)

CtpoeHue komnnekca (2-MeO-5-BrCgH;);SbAg(NO;)(MeCN) - (C4Hs0:) (1A)
(aToMbl Bogopoaa He NoKa3aHbl)

Koopaunauuto aroma cepedpa MOKHO paccMaTprUBaTh KaK CUIIBHO NCKAXKEHHYIO TETPadIpHUYECKYIO.
VYrast npu arome Ag(1) xonebmrores ot 51,1(3)° O(7)Ag(1)O(8) mo 131,8(3)° O(8)Ag(1)Sb(1), [B kBaj-
paTHBIX CKOOKax MpHWBEICHBI aHAJOTHYHBIE TapaMeTpsl it Modekynsl B: 50,1(3)° O(10)Ag(2)O(11);
135,5(3)° N(4)Ag(2)Sb(2)]. Paccrosrue Ag(1)-Sb(1) paBro 2,625(5) A [2,618(5) A], uto Heckombko
OoJbllle HAWIEHHBIX AHAIOTUYHBIX PACCTOSIHMA B KOMIUIEKCAX TETPAKOOPAMHHUPOBAHHOTO cepebpa
¢ ofHOM cBsA3pI0 Ag—SbPh; [13, 24].

ATOM CypbMBI B CTUOMHOBOM JIMT@H/AE UMEET TETPA3APHUECKYI0 KOOPAMHALUIO: YIJIBl IPH aTOMeE
Sb(1) umsmensitorcss B umHTepBasie 95,4(3)-118,6(2)° [96,0(3)-128,0(2)°], mpu stoM yriuer CSb(1)C
95,4(3)°, 100,5(3)°, 100,3(3)° [96,0(3)°, 97,9(3)°, 100,3(3)°] HECKONBKO MPEBBIMIAIOT AHATOTMYHBIE YT-
ael B MoJiekyse (2-MeO-5-BrCqH;);Sb (92,19(6)°, 94,23(6)°, 94,52(6)° [22]). Ces3u Sb(1)—C paBHbI
2,096(9); 2,115(10); 2,131(9) A [2,108(9); 2,123(9); 2,126(9) A], uTo KOpoUe TaKUX CBsA3ei B MOJIEKyIIe
(2-MeO-5-BrC¢H3);Sb  (2,1569(16), 2,1603(15), 2,1631(15) A [22]). B monekyne (2-MeO-5-
BrCg¢H;);Sb nHabmiomatoTcsi BHYTPUMOJICKYISpHbIE KOHTaKThl Sb--O ¢ aTOMOM KHCJIOpOJa METOKCH-
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rpyn (2,985(1); 3,051(1); 3,052(1) A), KoTopble MHOrO KOpOYe CyMMBI BaH-J€p-BaalbCOBBIX PAJIHYCOB
aToMOB CypbMbI U Kuciopoza (3,7 A [25]). B ctubunoBom nuranie komiuiekca 1 Takxke MMeeT MeCTO
YKOpOUYEHHE BHYTPUMONEKYISAPHBIX paccTosHuil Sb--O: 2,922(8); 2,973(9); 3,002(9) A [3,006(7),
3,012(9), 3,026(8) A].

Casa3b Ag(1)-N(2) ¢ aToMOM a30Ta alleTOHUTPUILHOTO Juranaa passa 2,260(13) A [2,291(12) A].
AHanornuHeie 3HaYeHUs paccTossHu Ag—N HaOMIOAAr0TCS B MOJMMEPHBIX CTPYKTYpaxX ¢ MOCTUKOBOM
nua"orpynmoii [16]. B xomruiekce, rae cepedpo UMeeT KOOPAWHALMOHHOE YHCIIO 5, PACCTOSHUE MEXKIY
aTOMOM MeTallla U aTOMOM a30Ta aleToHUuTpuia paBHo 2,310(2) A [26]. dmuna cesasu C(7)-N(2) co-
craaser 1,081(15) A [1,104(14) A], uto HeckOIBKO KOpoUe CPEIHEro 3HAUECHUS TPOMHON CBA3H B HUT-
punax [27].

CornacHoO JIUTEpaTypHBIM JIaHHBIM, HUTPATHAs TPyIIa B KOMILIEKCaX cepedpa MOKET BBITIOIHSTH
pa3uYHbIe CTPYKTYpHbIe QyHKIHMU: ObITH MOHOAEHTATHBIM [12], O,0’-0uneHtatHbM [9, 24], MOCTHKO-
BBIM JtTaHzoM [ 18, 28].

B kommiekce 1 HuTpaTHas rpynmna aHW300WIIEHTAaTHA, T. €. KOOPAMHUPYET Ha aToM cepedpa He-
cumMeTpuuHO: pacctosiane Ag(1)—0(7) 2,493(10) A [2,534(10) A] 3HaunTenbHO NANTMHHEE PACCTOSHUS
Ag(1)-0(8) 2,428(11) A [2,426(9) A], uto xapakTepHO U [/ KOMILIEKCOB, OIMCAHHBIX B paboTax [9,
24]. HecMOTpsi HA KOOPAWHAIIMIO C aTOMOM MeETalljla, TeOMETPUs HUTPATHOU TPYIIEI MPAKTUYECKH HE
HCKaXX€Ha, 0 YeM CBUIETENhCTBYIOT 3HaueHusa yriaoB ONO u cBazeit N-O, xapakTepHble 15 HUTpAT-
nonos (yrier ON(1)O 118,6(12)-122,4(11)°, ceasu N(1)-O 1,227(13)-1,237(12) A), [117,3(10)-
122,4(11)°, 1,215(13)-1,237(12) A].

CTpyKTypHas opraHu3aius KpucTajia 00yCIOBICHA CIA0BIMU MEKMOJICKYJISIPHBIMU BOJIOPOHBIMH
cesizsamu tna C—H:--O(NOj) u C—H---Br. AToMBbI KHCIIOpO1a COJIBBATHOM MOJIEKYJIbI TUOKCaHa B oOpa-
30BaHWM H-cBsi3eii yuacTusi He IPUHUMAIOT.

BoiBoabI

Takum 00pa3oM, BIIEPBBIE CHHTE3UPOBAH KOMIUIEKC cepedpa, B KOTOPOM B KauecTBE JIUTaH/A MPH-
CYTCTBYET mpuc(2-MeTOKCU-5-0poMPeHNT)CTUONH. Y CTAaHOBJICHO, YTO Ja)Ke MpH H30BITKE TPHAPHII-
cTHOWHA peakusl MPUBOAUT K 0OPa30BaHUIO KOMILJIEKCA TOJBKO C OAHOW cBs3bio Ag—Sb. M3 nByx
N-JOHOPHBIX PACTBOPUTENEH, MPUCYTCTBYIOIINX B PEAKLIMOHHONW CMECH, JYUIIYIO CIIOCOOHOCTH K KOOp-
JVHAIMHA HA aToM cepedpa MposBIsIeT alleTOHUTpWII. HutpatHas rpymma BeICTYNAeT Kak aHU300UIeH-
TaTHBIM JMraH], HACHIILAs KOOPAMHAIMOHHYIO cepy aToMa cepedpa.
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PECULIARITIES OF THE REACTIONS
OF TRIS(2-METHOXY-5-BROMPHENYL)STIBINE
WITH SILVER NITRATE

O.K. Sharutina, sharutinao@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

By the reaction of #ris(2-methoxy-5-bromophenyl)stibine with silver nitrate in a solution
of dioxane and acetonitrile, a complex of nitrato-O,0'-(acetonitrile)[¢ris(2-methoxy-5-
bromophenyl)stibine]silver in the form of solvate with dioxane (2-MeO-5-
BrC¢H3);SbAg(NO;)(MeCN)-(C4HgO,) (1) was synthesized. The structure of 1 was determined
by X-ray diffraction analysis and IR spectroscopy. The IR spectrum of complex 1 contains
bands, characteristic for tris[(2-methoxy)(5-bromo) phenyl]stibine, C=N and NO; groups.
X-ray diffraction analysis of the complex was performed on a Bruker D8 Quest automatic
four-circle diffractometer (MoK, radiation, A = 0.71073 A, graphite monochromator) at 293 K.
Crystal Data: triclinic, space group P-1, a = 9.35(2), b = 17.04(3), ¢ = 22.01(4) A,
a = 104.22(5)°, B = 94.33(10)°, y = 99.30(8)°, V = 3329(12) A’, Z = 2, pearc 1.9529 g/em’,
20 5.78-47.14°, 44984 reflections measured, 9679 unique reflections, the number of refinement
variables 765, R;,;= 0.2108, GOOF 1.107, R factors for F> 20(F2) R, =0.0584, wR, = 0.1500,
R factors for all reflections R; = 0.0818, wR, = 0.1750, largest diff. peak and hole, 1.11/-1.74 e/A3.
In crystal 1, there are two types of crystallographically independent molecules (A, B) and two
types of crystallographically independent dioxane solvate molecules. In the distorted tetrahedral
surroundings of silver atoms, there are acetonitrile molecules coordinated by cyano group nitro-
gen atom, a triarylstibine molecule, and O,0'-coordinated nitrate group. The distances Ag—N and
Ag-Sb are 2.260(13), 2.291(12) A and 2.625(5), 2.618(5) A, respectively. Ag—O distances vary
(2.428(11) and 2.493(10) A; 2.426(9) and 2.534(10) A).

Keywords: tris(2-methoxy-5-bromophenyl)stibine, silver nitrate, addition complex, n-donor
solvents, X-ray diffraction analysis.
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