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CUHTE3 U CTPOEHUE BUAC(2-HATPOBEH3O0ATA)
TPU-NMAPA-TOJIUIICYPbMbI
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Annomayusn. buc(2-autpobenszoat) Tpu-napa-ronuncypbMel p-Tol;Sb(O,CC¢H4-NO,-2), Bmepsbie
MOJIy4EeH B3aWMOJICHCTBHEM TPH-napa-TONWICYPBMBI U Opmo-HUTPOOCSH30MHON KHCIOTHI B MPUCYTCTBUH
MepOKCH/Ia BOJIOPOa IPH KOMHATHOM TeMmepaType B pactBope TI'® i cMecH 3¢pupa 1 H30IpOIHUIOBOTO
CrupTa B TeueHUe | CyTOK B MPHUCYTCTBUH BO3/yXa C BRIX0JOM 76—89 %. Peakiust Tpu-napa-TonuiacypbMbl
C Opmo-HUTPOOCH30MHOM KHUCIOTON MOXKET TaK)Ke MPOTEKATh B OTCYTCTBHE MEPOKCHAA BOAOPOAA B aproHe
IIpH KOMHATHOH TeMIiepaType B TeueHue 30 cyTok, mpu 3ToM Bbixo p-Tol;Sb(0,CC4H4-NO,-2), nocturaet
80 %. CocTaB MpOIyKTa MOATBEpKICH pusuKko-xumudeckumu meromamu (PCA, 'H, C SIMP, HK). Atom
CYpbMBl HMEET KOOPIMHALMIO MCKKEHHOM TpPUTOHAIBHOW OWNHMpaMuabl, B OCHOBAaHHM KOTOPOM
PACTIOJNIOKEHBI TPH Napa-TONMIBHBIE TPYIIBI, CyMMa BaleHTHhIX yriios C'°SbC”, C'°SbC* u C*SbC”
paBHa 360°. B BepmmHax GHIIMPAMHIBI HAXOIATCSH KapOOKCHIATHBIE IPYIIIBI, BaleHTHbIH yron O'SbO’
cocrasnsier 173°. 3HaueHue CTPyKTypHOro mnapamerpa t, paBHoe 0,64, CBUAETEILCTBYET O HAIMYUU
HEKOTOPOTO BKJIaJla CTPYKTYpPbI TETParoHaIbHON MOHOIIMPAMHUIbl. ATOM MeTajlla MMEeT JIOTIOTHUTEIbHYTO
KOOPJMHAIMIO JOHOPHO-aKIENTOPHOTO THMA C IBYMs KapOOHWMJIBHBIMH aroMmamMu Kucioponxa. B HK-
CIIEKTpe MPOIYKTa PasHHUIA 3HAUCHHH Vq(COO) u vy(COO) coctamsier 294 cM ', 3TO CBHIETEIBCTBYET O
TOM, YTO MOHOJICHTATHOE CBS3BIBAaHHE KapOOKCHJIATHOTO OCTaTKa € aToMoM Sb mpeBamupyeT Haj
OUICHTAaTHBIM.

Knrwouesvie cnosa: Tpu-napa-TonmiacypbMa, 2-HUTPOOEH30MHAS KUCIIOTa, 6uc(2-HUTPOOEH30aT) TpH-
napa-ToNUICYpPbMBI, CUHTE3, CTpoeHue, SIMP-crieKTpoCKonus, peHTIT€HOCTPYKTYPHBINA aHAJIN3.

bnazooapnocmu. ABTOpBHI BBIpaXAIOT ONAroJapHOCTH aclupaHTaM Kadeapsl OpraHm4ecKod XUMHHU
HHI'Y um. H.1. Jlo6aueBckoro Bopo6reBy 1.1., boponuny E.H., 3aneBanosoit M.B. u Kynpsmosoii E.C.
3a perucTpauuio crnekrpos SIMP.

PaboTa BrImOTHEHA IIpU ToAep)kke MuHICTEpCTBa 00pa3oBaHus U Hayku PO B pamkax 6a30Boi dac-
TH rocyaapcTBeHHOro 3ananus (mpoekt FSWR-2023-0025, cuntes, K u SIMP; npoextr FSWR-2023-0035,
PCHTI€HOCTPYKTYPHBIE HCCIICAOBAHNS).
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SYNTHESIS AND STRUCTURE OF TRI-PARA-TOLYLANTIMONY
BIS(2-NITROBENZOATE)

A.V. Gushchin’, V.R. Vakhitov', L.A. Shatalin’, V.V. ZhidkoV?, I.P. Grinishak?,
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Abstract. Tri-para-tolylantimony bis(2-nitrobenzoate) p-Tol;Sb(O,CCsH4-NO,-2), was first obtained
by the reaction of tri-para-tolylantimony and ortho-nitrobenzoic acid in the presence of hydrogen peroxide
at room temperature in a solution of THF or ether/isopropyl alcohol mixture for 1 day in the presence of air,
yielding 76-89 %. The reaction of tri-para-tolylantimony with ortho-nitrobenzoic acid can also occur in the
absence of hydrogen peroxide in argon at room temperature for 30 days, yielding p-Tol;Sb(O,CC¢Hy-NO,-
2), up to 80 %. The composition of the product has been confirmed by X-ray diffraction, 'H, °C NMR, IR
spectroscopy. The antimony atom has distorted trigonal bipyramid coordination, at the base of which there
are three tolyl groups, the sum of the C'*SbC*, C'*SbC*’, and C**SbC* valence angles is 360°. The vertices
of the bipyramid contain carboxylate groups, and the O'SbO’ valence angle is 173°. The value of the struc-
tural parameter t is 0.64, indicating the presence of some contribution from the structure of a tetragonal
monopyramid. The metal atom has an additional coordination of the donor-acceptor type with two carbonyl
oxygen atoms. In the IR spectrum of the product, the difference between the v,,(COO) and v,(COO) values
is 294 cm™, which indicates that the monodentate binding of the carboxylate groups to the Sb atom prevails
over the bidentate one.

Keywords: tri-para-tolylantimony, 2-nitrobenzoic acid, tri-para-tolylantimony bis(2-nitrobenzoate),
synthesis, structure, NMR spectroscopy, X-ray diffraction analysis.
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Beenenue

Mertannoopranndeckue coenuHenus Sb(V) MIMPOKO MPUMEHSIOTCS B PAa3NUYHBIX 00JacTAX Hay-
ku [1, 2]. AukapOOKCUIaThl TPUAPUIICYPHMBI BBICTYIAIOT B KauecTBe d()(EKTUBHBIX apHIUPYIOIIUX
areHToB B Pd-karanusupyembIX mpoueccax Kpocc-coueTanusx Thma Xeka [3—5], Xuama u Ctumne [6],
Cysyku [7, 8], Conorammups! [9], Mustypsr [10] u Xupao [11] ¢ uenpto oOpa3oBaHus HOBBIX cBsizeit C—
C, B—C u P-C, no3Bosisist IpOBOAUTh JaHHBIE PEaKLUU B OTCYTCTBUE OCHOBaHMs. CoeAUHEHUS] JaHHOTO
TUIA TPOSBISIOT aKTUBHOCTH NMPOTHB NapasUTHPYIOIIMX Hpoctedmmx poxa Leishmania [12]. Tukap-
OokcunaTabie ipon3BoaHbIe Sb(V), criocoOHbIE K TOIMMEPU3AIUH, UCIIONB3YIOTCS IS TIOyUeHHS Me-
TANJIOCOAEPKAIIMX MOTUMEPOB [13] u B KauecTBe BHICOKOUYBCTBUTENbHBIX Y D-pe3nucToB B HOTONNTO-
rpadun [14]. M3BecTHB TUKApOOKCUIIATHI TPU-MAPA-TONWICYPbMBI C CHIIBHBIMH HUTPO3aMeIleHHBIMU
apOMAaTUYECKUMH KHCIOTaMH, TAKUMH KaK Mema-HUTpoOeH3oiHas [15] u napa-uutpobenszoiinas [16],
OJHAKO HET CBEICHUH O MPOU3BOIHOM OpmMO-HUTPOOSCH30HHON KUCIIOTHI, YTO HE TO3BOJISIET MPOCIEAUTh
BIIUSTHUE TIOJIOKEHHSI HUTPOTPYIIBI B apOMaTHYECKOM KOJIBIIE HAa CTPOSHHE M CBOWCTBA COOTBETCTBYIO-
LIUX TUKapOOKCUIIATOB TPU-1APA-TOIHICYPbMBL.

BectHuk OYpIlY. Cepusa «Xumus». 17
2025. T. 17, Ne 4. C. 16-23
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HCJ'ILIO ,[[aHHOfI pa60TBI SBJIJIOCH MOJIYYCHUC HCU3BCCTHOI'O PAHCE ,I[I/I—Opm0—HI/ITp06€H3oaTa Tpu-
napa-ToJINJICYPbMbI U U3YUCHUC €TO COCTABa U CTPOCHUA (1)I/IBI/IK0—XI/IMI/ILIQCKI/IMH METOAaMM aHaJIn3a.

JKCcNepUMeHTAILHAS YaCTh

Pentrenoctpykrypublii anajau3 p-Tol;Sb(O,CC¢H4-NO,-2),, momyyeHHOro MeTonoM A, IpoBo-
mumi B HHI'Y wa mudpakromerpe Rigaku XtaLab MMO003 P200K (Mo K,-u3mydenue,
L =10,71073 A, monoxpomarop MicroMax-003) mpu 100 K. IlepBuunblii ()parMeHT CTPYKTYpbI
Hai{JleH MeTOJIOM JABOMHOIO MpocTpaHcTBa B nporpamMMmubix kommiekcax SHELX [17] u Shel-
Xle [18]. [TapameTpbl OCTaILHBIX aTOMOB, BKJIIOYasi aTOMbI BOJIOPO/Ia, OMPEICIICHBI IO Pa3HO-
CTHOMY CUHTE3Y 3JIEKTPOHHOU IUIOTHOCTHU U YyTOYHEHBI 110 |F\2 METOAOM HAaMMEHBIIUX KBaJpa-
TOB. [l0N0KEHUST BOAOPOAHBIX aTOMOB YTOYHSUIMCh B OCHOBHOM LIMKJIE€ METOAA HAUMEHBIINX
KBaJIpaTOB B U30TPOMTHOM MPHUOIMKEHUU.

s Toro xe mpoaykTa, noinydeHHoro merogom b u B, ananus nposenen 8 UTHOOC PAH Ha au-
¢pakromerpe Bruker SMART APEX II CCD (Mo K,-uznydenue, rpaduTOBBII MOHOXPOMATOp, M-
ckannpoanue) npu 120 K. Crpykrypa pacudpopana npsiMbiM MeToioM U yrouneHa MHK B aHm30-
TPOMHOM MOJHOMATPUYHOM NPHOIIKEHUH 1O F . ATOMBI BOIOPOIA JIOKAIM30BAHBl H3 Pa3HOCTHBIX
®Dypbe CUHTE30B AMEKTPOHHOM IJIOTHOCTH M YTOYHEHBI B U30TOMMHOM MPHOIMKEHUH IO MOJIENH Hae3/-
HuKa. Bce pacuets! nmpoBeaens! no komiiekcy nporpamm SHELXTL PLUS [19] u OLEX 2 [20].

SAAMP cnextpsbl peructpupoBanu B HHI'Y na cnekrpomerpe Agilent DD2 400 8 CDCl;.

HUK-cnexkrpsr p-Tol;Sb(0,CC¢Hy-NO,-2),, nomyuennoro merogom A, mposomwin B HHI'Y Ha
npuGope IRPrestige-21 (Shimadzu, SInonns) B muamasone 4000-400 cM ' B Tabnerkax KBr, npuroros-
JICHHBIX C MIOMOIIBIO py4yHOTro ruapasindeckoro npecca [1I'P-400. [{ns Toro xe npoaykTa, HOIYIEHHO-
ro metogamu b u B, UK cnekrpsl (KBr) peructpuposanu BI'TIY na nntepdepenumnonnom MK cnek-
Tpometpe ¢ Dypbe-npeodpazoannem PCM-2202 B quamazone 4000-400 cum .

DJIeMeHTHBII aHaJIH3 Ha BOAOPO, yriepon 1 p-Tol;Sb(0,CC¢Hy-NO,-2),, mosyueHHOro Me-
tonoM b, npoBoauiu B BI'TIY na CHN-ananu3arope Carlo Erba (momens 1106).

Onpenenenne TeMnepaTypbl IUIaBjJaeHus ocyiecTsasuid Ha npudope IITII-M, Poccus.

buc(2-uutpobeH30aT) TpPU-napa-ToauIICypbLMbl, MeTox A, coeaunenue la. K pacteopy 0,395 1
p-Tol;Sb (1 mmoinb) B 4 mn Et;O nobasisuu 0,334 r 0-HUTPOOEH30MHOW KHUCIOTH (2 MMOJIB), PacTBOP
0,108 r H,0,, conepxammii 31,5 % ocroHOTro BemiectBa (1 Mmons) u 8 mit i-PrOH. Pacteop nepemeniu-
BAJIM B TEUCHHWE 5 MHMH M OCTaBIIUIM B TeMHOTE Ha 24 4. BrimaBimme GeclBeTHBIC KPUCTAIUIBI OTACIISUIH
(ubTpOBaHMEM, TPOMBIBAI H3OMPONMIOBBIM CIHPTOM, TepekpucTauim3oBbiBasin u3 cmecu CHCls:
nerponeitasiii 3¢up (1:4). Beixox 76 %, 1. mr. 182 °C. UK-crextp (v, cM |, Tabnerka KBr): 3094 (w),
3026 (w), 1658 (s, COO™), 1533 (s, NO,™), 1442 (m), 1364 (s, COO®), 1314 (s, NO,"), 1136 (m), 1073 (w),
862 (m), 836 (m), 802 (s), 779 (s), 736 (m), 702 (s), 646 (W), 586 (W), 565 (W), 489 (s), 444 (s). Cnextp 'H
SAMP (400 MI'u, CDCly), 8, m. n.: 2,40 (s, 9H, CsHy-Me), 7,36 (d, J = 8,02 T', 6H, m-Tol), 7,47 (m, 6H,
Ar-H), 7,65 (m, 2H, Ar-H), 7,91 (d, J = 8,13 ', 6H, o-Tol). Crexrp “C SIMP (101 MI'n, CDCLy), 8, m. n.:
21,72 (C%), 123,30 (CY), 129,90 (CY), 130,43 (C°), 130,62 (C™), 130,88 (C)), 132,12 (C"), 132,37 (C°),
133,90 (CY), 142,08 (C%), 149,11 (C), 167,58 (C". Cipykrypa 6uc(2-Hurpobensoare) Tpu-napa-
TOJMJICYPYPBMBI M YCIIOBHOE 0003HAYECHHUE YITIEPOJHBIX aTOMOB ITOKa3aHO Ha pHc. 1.
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Puc. 1. CTpykTypa 6uc(2-HMuTpob6eH30aTe) TpuU-napa-Tonuncypypbmbl

U yCroBHOe 0G03HauYeHWe aTOMOB YI1epoAa Ans OTHECEHUs! CUTHANOB
B cnekTpe AMP "*C coeanHenus 1a, nonyyeHHom no metogy A
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buc(2-autpodensoar) Tpu-napa-roamiacypbmbl, Mmeron b, coemmnenme 1b. K cmecn 0,50 r
p-Tol;Sb (1,2 mmons) u 0,42 T 2-HUTpOOEeH30HHOM KUCTOTH (2,51 MMons) B 30 M TI'®, npunusanu
0,136 T H,O,, conepxammmii 30 % ocHoBHOTO BemiecTBa (1,2 MMOIIb), TPEeIBAPUTEIHHO PACTBOPEHHBIX B
10 mu1 TT'® nmpu nepememnBanuy. CMech OCTaBIIsUIM HA 4 4, MMOC/ie 4ero BbUIMBAIM Ha yamky [letpw,
ynapuBas Ipyd KOMHAaTHOH TeMmeparype. Tepabiil octatok npomsiBanu 10 ma TI'®. IIpoxykT noacy-
LIMBAIN JUITHIOBEIM dbupoM. ITomyuamu 0,82 1 (89 %), T. mr. 182—184 °C. UK-cnektp, v, cM ' (KBr):
3096 (w), 3074 (w), 3063 (w), 2953 (w), 2922 (w), 2865 (w), 1656 (s), 1601 (m), 1576 (m), 1531 (s),
1490 (m), 1441 (m), 1365 (s), 1321 (s), 1298 (s), 1258 (m), 1206 (w), 1189 (m), 1142 (m), 1134 (m),
1118 (w), 1072 (m), 1035 (m), 1015 (m), 1010 (m), 994 (w), 964 (m), 890 (w), 862 (m), 831 (m),
802 (s), 795 (s), 778 (s), 730 (s), 701 (s), 646 (m), 585 (m), 562 (m), 486 (s). DIeMeHTHBIN aHAIU3.
Haiineno, %: C 55,30; H 3,24. C55sH,9N,O3Sb. Beruucneno, %: C 57,79; H 3,99.

buc(2-autpoden3oar) TpH-napa-ToawiIcypbmMbl, meroa B, coemmnenme lc. Cmecy 0,50 r p-
Tol3Sb (1,27 mmoinb) u 0,42 T 2-HUTPOOEH30HHON KHCIOTHI (2,51 MMOJIB) MOMEIIAIl B MaTbUYUKOBBIN
cocyn lllnenka. B cocyn BHOcHIM 50 M1 6€3BOIHOTO AMATHIIOBOTO 3Hpa B TOKe aprona. [Ipekparmas
noJadyy WHEPTHOTO rasza, aMIlyJly repMeTuzupoBaiu. [1o mpomecTBur 0JHON HEAETH HEBOOPY>KEHHBIM
IJIa30M OTMEYAJICSl POCT KPUCTAJUIOB MPOLYKTa Ha cTeHKax cocyna. Crycrst 30 1Hel BCKPHIBAJIM aMITy-
Iy, 3UpHBIA pacTBOp AekaHTUpoBaiu. OcaJoK MPOMBIBAIH JAUATHIOBEIM 3dupom 5 pas mo 10 M, cy-
i Ha Bo3ayxe. [omydamn 0,74 r (80 %), 1. mut. 182 °C. UK cnektp coenunenust 1¢ cooTBETCTBOBAI
UK cnextpy coenunenns 1b, momydeHHoro metonoM b.

Oocy:x1eHue pe3yJbTaTOB

buc(2-autpobenzoar) Ttpu-napa-ronuicypeMsl  p-Tol;Sb(O,CC¢H4-NO,-2), BnepBble MOTy4eH
B3aUMO/JICHICTBUEM TPU-NAPA-TOIWICYPHMBI H OpmO-HATPOOCH30MHOW KUCIIOTHI B IPUCYTCTBUHU TIEPOK-
cHlia BOJOPO/ia P KOMHATHOM Temneparype B pactBope TI'® mim cmecu adupa v U30MPOMUIOBOTO
CIHpTa B Te€YEHHE | CYyTOK B IPUCYTCTBUU BO3AyXa € BBIXOJOM 76—89 %:

p-TOth + H202 +2 HOzCC6H4-N02-2 —>p-T013Sb(02CC6H4-N02-2)2 +2 Hzo

[lokaszano, 4yTO peakuysl TPU-NAPA-TONUICYPbMBI C OpMO-HUTPOOCH30MHOM KHCIOTONH MOXKET TaKkKe
MPOTEeKaTh B OTCYTCTBHE IEPOKCHIA BOJOPOJa B aproHe NP KOMHATHOW TeMIleparype B TeUeHHE
30 cyrok, nipu 3toM BeIxoq p-Tol;Sb(0O,CCsH4-NO,-2), nocturaer 80 %. dakThl MOA0OHOTO OKUCIIH-
TEJbHO-BOCCTAHOBUTEIBHOIO IpeBpamienus TpuopradocypsMbi(Ill) B mukxapOokcmmaTsl TpHUOpraHo-
cypbMbI(V) B OTCYTCTBUE OKUCIUTENS HEOJHOKPATHO ObLTH 3a()MKCUPOBAHBI C YYACTHEM CHIIBHBIX KH-
cnotr RCO,H, R = CH,Cl, CH,Br, CH,F, CCl;, CF3;. MexaHu3M Takoro MpeBpailicHus CIie He U3Y4CH,
XOTSI BBICKa3aHbl IIPEITIONI0KEHHS O BBIICICHUH BOIOPO/a B TaKUX mpoueccax [21].

st coenunaenns 1a OblM BeIpalieHsl OecBeTHBIE MOHOKpUCTaIUIBI pazmepoM 0,534%0,423%0,261 mm
u OBUI MIpOBe/ieH MX peHTreHocTpykTypHBIH ananu3 npu 100K. Tlo ganneiM PCA BaneHTHBIA yroun
©(0'SbO’) umeer 3nauenne 173°, uto Gmm3ko Kk 180° M XapaKTepHO Ui TPUIOHAIBHOMH GUITHPAMUIBL.
Taxoke XapakTepHOHW 4ePTOH TPUTOHATBHO-OMIHMPaMUAATIBHON KOH(GHUrypauuu sIBIsSETCA TOT (QakKT, 4To
cymma yrioB C°SbC?, C*SbC* u C**SbC*’ B sxBaTOpHANBHOI IIIOCKOCTH paBHa 360° (Tabu. 1).

Tabnuua 1
OCHOBHbIE MeXaToMHble paccTosiHuA (A) u BaneHTHbIe yrnbl (rpag) B coeanHeHum 1a
MesxaToMHbBIE PACCTOSHUS BanenTtHble yribl
CBs13b d, A Vron @, rpaj Vron ®, rpaj
Sb-C" 2,0987(14) 0'sbO’ 173,07(4) 0'sbC* 93,96(5)
Sb-C* 2,0948(14) C"sbC™ 110,91(5) 0'sbC” 88,90(5)
Sb-C” 2,1026(14) Cc"sbC” 114,36(5) 0’SbC"” 86,03(5)
Sb-0O' 2,1145(10) CSbC” 134,72(5) 0’SbC** 90,50(5)
Sb-O’ 2,1196(10) 0'Cc'0’ 124,55(14) 0’SbC”’ 91,73(5)
N'-O’ 1,2220(20) o’c’o’ 124,43(13) C'N'O’ 118,71(15)
N'-0° 1,2230(20) O°N'0O° 124,67(16) C'N'0° 116,50(15)
N0’ 1,2300(20) 0'N*O* 124,70(16) C"N°0’ 117,37(13)
N-O° 1,2221(19) 0'sbC” 87,42(5) C"N°0O* 117,83(15)
BectHuk OYpIlY. Cepusa «Xumus». 19
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JlaHHOE METaJUIOOPraHMYECKOe COSTMHEHUE ONMUCHIBACTCS! KOOPAWHALMOHHBIM YUCIIOM, PaBHBIM 5,
CIIeZIOBATEbHO, O crioco0e KOOpAWHALIMY aTOMa MeTajla MOXHO CYIUTb, IPOaHATU3UPOBAB CTPYKTYP-
HBIH TapameTp T [22], KoTopslii onpenensercs kak (o — $)/60, Tae o ¥ B — BeTUYUHBI IBYX HAHOOJBITUX
YIIJIOB MEXIY 3aMeCTUTENsIME 1pu atrome Sb (o > B). st upeanbHON TeTparoHaIbHOW mupamMubl T = 0
(o= PB), a B cmy4ae upeanbHOW TPUTOHATBHON Ounupamusl T = 1 (akcuanbHbIi yron o = 180°, sxBaTto-
puanbhbiii f = 120°). s coenuuenus 1a napametp T = 0.64. B COOTBETCTBUU C 3THM, KOOPIUHAIIMOH-
HO€ OKpY>KEHHE aToMa CypbMBbl B JAHHOM COEIMHEHHUH OMHCHIBACTCS KaK MPOMEKYTOUHOE MEXAY TPH-
FOHAIBHO-OMIMpAaMHUIAIBHBIM M TETparoHajbHO-NUpaMHUIANbHBIM  (puc. 2). [na  aum-opmo-
HUTpOOEH30aTa TpU-napa-Tonuicypbmsl 1b, nomxydennoro merogom b un usyuennoro npu 120K, napa-
METp T UMEeT aHaJOrMYHOE 3HAYCHHUE.

Puc. 2. Kpuctannuyeckas cTpykTypa coeanHeHus 1a (aToMbl Bogopoaa onylueHbl)

LentpanpHbIii aToM MeTauia B KoMIuiekce 1a CBsI3aH HE TOJNBKO C aKCHAJIbHBIMHA aTOMaMy KUCIIOpoa
0'u 0’ (2,1145-2,1196 A), Ho TaKKe UMEET JIOTIOTHUTENBHYIO JOHOPHO-AKIIEITOPHYIO KOOPAHHALIMIO C
KapOOHMIIBPHBIMH KHCIIOPOJIaMHU O’ u 04, HaXOJIAIIUMU Ha Oolee yaaneHHoM paccrostHud (3,1310-3,1460
A). Kap6oHuIbHBIE ATOMBI KHCIOPO/Ia HAXOAATCA B YuC-IO3ULMK 110 OTHOIIEHHUIO JPYT K IPYTY, UTO HpHU-
BOJIWT K JIOTOJTHHTEIBHBIM CTEPHUCCKHAM 3aTPYIHEHHSAM H TONHILHOE KOJIBIO mpu atome C'° B SKBATOPH-
AJIbHOW TTOCKOCTH TPUTOHAJIBHOM OMITMPAaMUJIbI SIBJISETCS Pa3BEPHYTHIM (CM. pHC. 2).

Kparnbie csasu C=0 (1,2212-1,2225 A) B kapOOKCHIATHBIX OCTaTKaX CoeMHEHHs 1a yKOPOUEHBI,
a omuHapuble C—O (1,3049-1,3064 A) yaiamHEeHs! 0 CPaBHEHHUIO C Opmo-HATPOOEH30MHOM KUCIOTOI,
JUISL KOTOPOM JUTMHBI JaHHBIX CBsi3eH paBHBI 1,2239 u 1,2957 A, cooTBeTCcTBEHHO [23].

Atom Sb pacronokeH Ha 3HAYUTEIHHOM YAaJeHUH OT OJIMKAWIIETr0 aToMa KHCIOpPOoa HUTPOTPYTI-
el B coequuenuu la (4,282 A), uro cBumeTenscTBYeT 06 OTCYTCTBHH KOOPAMHALIUM HUTPOTPYIIILI HA
aTOM MeTajla. OTH JaHHbIEe aHAJOTM4YHBl Ui Opmo-HUTPOOEH30aTa TeTpa-napa-TONUICYPbMBI
(4,695 A [24]) u nna au-opmo-auTpoGeH3oata 1b, MOTyd4eHHOTO B JAHHON paboTe aabTEpHATHBHBIM
MeTooM cuHTe3a (4,277 A).

[TonpoGHBIe faHHBIE FIKCIIEPUMEHTOB MPUBEIEHBI B TA0. 2.
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Tabnuua 2
Kpuctannorpaduueckme xapakTepucTuKu, AaHHble 3KCNepMMeHTa U YTOYHEHUS CTPYKTYpbI
coeguHeHun 1am 1b

TTapaverp 3HaveHne
1a 1b
BpyrTo-dopmyna C;5Ha0N,O4Sb C;5H20N,O5Sb
CCDC 2430451 2451685
M 727,35 727,35
Cunronusi, Z MOHOKJIMHHas, 4 MOHOKJIMHHAas, 4
IIp. rp. P 2/c P 2/c
T,K 100,01(11) 120
a, A 11,0529(2) 11,0469(17)
b, A 10,9169(2) 10,9037(16)
c, A 26,0121(4) 25,982(4)
a, ° 90 90
B, ° 102,1040(10) 102,096(2)
Y, ° 90 90
Vv, A’ 3068,93(9) 3060,1(8)
D, rem” 1,574 1,579
w, mm’ 0,957 0,959
F(000) 1472 1472
Pasmep kpucramia, Mm 0,534 x 0,423 x 0,261 0,31 x 0,18 x 0,12
Tndpaxromerp / Hsnydene / Rigaku XtalL.ab, MM003, Bruker SMART APEX II
P200K / MoKa, A= 0,71073 A/ | CCD /MoKa, A=0,71073 /
MoHoxpomaTop / TUIT CKaHHPO- . N
AL MicroMax-003 / rpadUTOBBIE MOHOXpOMATOD /
®-CKaHUPOBAHKE (M-CKaHUPOBAHHUE
JuamasoHn 0, © 2,652-30,508 3,2-54,2
-15<h<15 -14<h<14
Jlnama3zoH WHIEKCOB -15<k<15 —-13<k<13
-37<1<37 —33<1<33
Hsmepero pegrexcos, seero / 77020/ 9350 / 0,0495 30126/ 6738 /0,0789
HE3aBUCHUMBIX / Riy
Urncno yTOYHAMBIX TApaMeETPOB 502 418
GOOF 1,087 1,036
I I N - R
R-takrops! s Bcex pedaexcos R, =0,0278, wR, = 0,0635 R, =0,0836, wR, =0,1398

B cnekrpe 'H iMP nosydeHHoro p-Tol;Sb(0,CC¢H4-NO,-2), B 06mact ¢1ab0ro mojs HaXomsTCs
XapakTepHble ay0ietsl opmo- (7,91 M. a.) u mema- (7,36 M. 1.) IPOTOHOB apPOMATUYECKOT0 KOJIbIIA TO-
JUIBHBIX TPYII U MYJBTHIUIETH (apOMAaTHYECKUX MPOTOHOB HUTPO3aMEIIEHHOTO OCH30JIbHOTO KOJbIA
(7,47, 7,65 M. 1.), a B 006JaCTH CWJIBHOTO TOJS — CHHIJIETHBIM MUK METWIBHBIX IPOTOHOB napa-
TONWIBHBIX Tpym (2,40 M. 1.).

B cmektpe Bc aMmp cunte3upoBaHHoOro p-Tol;Sb(0,CCsH4-NO,-2), Habmoganvcy 12 curHaios,
YTO COBMAJAET C YUCIIOM Pa3HBIX THUIOB YIJIEPOJHBIX aTOMOB B Moliekyie. Hanbonee cnabononbHbIN
curfan 167,58 M. 1. COOTBETCTBYET aToMy yTriepoja KapOOKCHIBLHOMN TPYIIIBI, CAMbIH CHILHOTIOILHBIIA
curHan 21,72 M. 1. COOTBETCTBYET METHIHLHOMY aTOMY YTIIEpoja TOJNWIBHOTO paaukana. OcTalbHbIe
MMUKK aTOMOB YTJIEpOJia apoMaTHYeCKHX Kouiel| HaOironaroTest B y3koit obmactu 123,30-149,11 m. 1.
Othecenue Bcex curHaiioB SIMP criektpoB p-Tol;Sb(O,CCsHy-NO,-2), BBINOTHEHO B COOTBETCTBHH C
MOJIETHHBIM CIIEKTPOM 3TOTO METAJUIOOPTaHWYECKOTO COSMHEHUS, a TAK)KE W3BECTHBIM 3KCIIEPUMEH-
TaJbHBIM CIIEKTPOM OpMO-HUTPOOCH30MHOM KHCIOTHI.

B UK crnexrpe p-Tol;Sb(0,CC¢Hy-NO,-2), Obli cpaBHEHBI CHMMETPUYHBIC H AHTUCHMMETPUYHBIE
BaneHTHble konebanus vi(COO) u v, (COQO), TOCKOIBKY OHU SIBISIOTCS MOKA3aTeNeM ISl OTIPeICTICHUS
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XapakTepa CBI3BIBAHHUSA aTOMa MeTaylia ¢ KapOOKCHIIATHBIM JMTaHAoM. Ecnu pa3HOCTh 3HAYSHHIA BOJI-
HOBBIX uHCeN 3THX Kojebannii Av(COO) Gonpme 200 cM ', To XapakTep CBA3BIBAHMS OIHKE K MOHO-
JIEHTATHOMY, a €CJIM MEHbIIIe — TO K OuaeHTatHOMY [25]. Pasnuma 3unadenuii v,;(COO) u v{(COO) co-
crasisier 294 cM ', 4To CBUJICTEIBCTBYET O TOM, YTO MOHOJICHTATHOE CBSI3BIBAHHE KapOOKCHIIATHOTO
0CTaTKa C aTOMOM Sb MpeBaMpyeT HaJl OUJCHTATHBIM.

3akiaoueHue

HoBoe coemunenue Ouc(2-autpobensoar) Tpu-napa-ronmncypsmbl p-Tol;Sb(0,CCqHy-NO,-2),
MOJy4EHO  METOJAOM  OKHCIWTENIBHOTO INPUCOEAWHEHUS W3  TPHU-Napa-TOJWICYPBMBI,  Opmo-
HUTPOOEH30MHON KHUCIOTHI M TMPUCYTCTBHH IEPOKCHAA BOAOPOAA TpPH KOMHATHOW TeMIlepaType B
pactBope TI'® nnu cmecu 3¢pupa U H30MPONUIOBOTO CIIUPTA B TEUCHUE CYTOK B MPUCYTCTBUH BO3/1yXa C
BeIx0ogOoM 76-89 %. Kpome »3TOro, peakums TpHU-napa-TOIWICYPbMBI C OpmMO-HUTPOOEH30WHON
KHCJIOTOM MOJKET TaKkKe MpOTeKaThb B OTCYTCTBHE IMEPOKCHIA BOJOpPOJA B aproHe NMpPH KOMHATHOU
temmeparype B TedueHue 30-Tu CyTok, mpu 3ToM Bbixoa p-Tol;Sb(0,CC¢Hy-NO,-2), mocturaer 80 %.
CocTaB mpoaykTa MOATBEpkIeH (u3nko-xumudeckumu Metomamu (PCA, lH, Bc SIMP, UK). Atom
CYypbMbl HMMEET KOOPIMHALUIO HCK)KEHHOH TPUTOHAIbHOM OWNHMpaMuIbl, B OCHOBAHWUH KOTOPOU
PAacIoNoXKeHbl TPH NApa-TOJIUIbHBIE TPYNIBI, B BEPUIMHAX OWTMpaMHIIbI HAXOIATCS KapOOKCHIIATHEIC
rpymmsl. B UK-ciextpe npofykra pasHuua 3Hauennii v,(COO0) u v,(COO) cocraBuser 294 cm ', 710
CBHUJICTENECTBYET O TOM, YTO MOHOJCHTAaTHOE CBS3bIBAHHE KapOOKCHIATHOTO OCTaTKa ¢ aToMoM Sb
MIpeBaUpyeT HaJ OUJIEHTATHBIM.
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