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CUHTE3 U CTPOEHUE COJIbBATA BUC[3,5-ANHUTPOBEH30ATA]
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Annomayusn. bucl3,5-nuautpobensoat| mpuc(2-merokcu)(5-6pom)dermicypeMer (1) momydeH
METOJIOM OKHCIUTEIHHOTO MPUCOCIUHCHUSA U3 3,5-THHUTPOOCH30MHON KHCIOTH U TPHAPIICYPHMEI B
MIPUCYTCTBUY THAPOIICPOKCHIA TPETUYHOTO OyTHIIA B 3(UpPE U BBIICICH IOCIE NEPEKPUCTALIH3AINN U3
cMecu OEH30J-OKTaH B BHJC KPHCTAILIOCOTIbBATA C MOJICKYJIaMU OCH30JIa M OKTaHa B KPHCTAJLTIMYECKOM
pemretke. Ctpoenue compBaTa 1 ycTaHOBICHO ¢ mpuMeHeHHeM NK-CIIeKTpOCKOUN 1 METO1a pEHTTeHO-
crpykrypHoro ananuza (PCA). B UK-cnektpe xommiiekca 1, KpoMe MoJI0C MOTTIOMEHUS, OTHOCSIITIXCS
K BasleHTHBIM KonebanusM Sb-C, Cp—O—-Me u kapOOHMIBHBIX TPYIII, MPUCYTCTBYIOT MOJOCHI, COOTBET-
CTBYIOIIUE BaTCHTHBIM KoneOanusM casseit C—Br (524 u 555 cM ). U3 manubix PCA criemyer, uto ato-
MBI CYpbMBI B KOMITIIEKCEe 1 UMEIOT KOOPIMHALNIO UCKAXXCHHOW TPUTOHAIBHON OUITUpaMUabl ¢ KapOOoK-
CWJIATHBIMU JINTAHAAMHU B aKCHAJIHHOM ITOJIOKEHUH. ATOM CYPbMBI U JiBa aTOMa KHUCJIOpOia He JekaT Ha
OJIHOHM MPSIMOM W pacmojiararorcs TakuM obpazom, uro yroa OSbO cocrapnser 170,79°. PaccTosnus
0...Sb (2,134(4) 1 2,110(5) A) 6nu3KH K cyMMe KOBANEHTHBIX PagHyCOB CYpbMBI M Kuciopoaa. Kpome
TOro, cormacHo pesyinbpratam PCA coemuHeHne 1 KpUCTaNTU3yeTcss B MOHOKIMHHON CHHTOHHH, TIPO-
cTpaHCcTBeHHas Tpymmna P2,/n. CTpykTypHas opraHu3amus B KpucTawie popMUupyeTcs 3a cUeT KOPOTKUX
KOHTAaKTOB aTOMOB KHCIIOPOJa B COCTaBE HUTPOTPYITH KapOOKCHIATHBIX JIMTAHJOB C aTOMaMH yTIiiepoa
1 OpoMa apHIIbHBIX JTUTAHI0B COCETHUX MOJICKYI, a Takke Bomoponubix O...H (2,524-2,715 A) CBS3€EH.
Kpome Toro, omnpeneneHHbI BKJIa] B (hOPMHPOBAHUE KPHCTAJUIMUECKON CTPYKTYPbI BHOCHT T-TU CTe-
KHHT MEXKIY apoOMaTHYCCKHUMH KOJBIIAMH KPUCTATU3AIMOHHOTO OCH30Ja ¥ METOKCH-OpOM-
(eHIITHPHBIMY JIMTaHAaMH. ApOMaTHYECKHE KOJbIAa CMEIICHBI OTHOCUTEIBHO APYT APYTa, U PACCTOSHUE
MeXIy HHUMH cocTaBiseT 3,367 A. CorilacHo TaHHBIM TepMoOaHaNW3a conlbBaTa 1 ero TemmepaTypa
miaBneHusa cocrasisger 172,6 °C. OgHaxko AanmpHelIIee MOBBINIEHUE TEMIEPATyphl COMPOBOXKIAETCS
pasnoxenueMm coenuHenus 1, B cBa3u ¢ deMm Ha JICK kpuBoil HaGmomaercs 3K30TEPMHUYCCKUHA MUK
mpu 255,7 °C, cootBercTByronmid motepe Maccol 31 % mo manHeM TT'A. [TonHbIC TaONHIBI KOOPIUHAT
aTOMOB, JJHMH CBSI3€M M BAJICHTHBIX YIJIOB coenuHeHHMs 1 nenonupoBaHbl B KemOpumxckom OaHke
ctpyktypabix qanHbix (CCDC 2060562; deposit@ccde.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Kniouesvie cnosa: cuntes, aukapOoxcwiat mpuc(2-MeTokcu-5-6pombenmn)cypemsbl, JITA, oco-
OEHHOCTH CTPOCHHSA, PEHTTEHOCTPYKTYPHBIH aHAIN3

bnazooapuocmu. ABTOp BbIpakaeT IIyOOKyI0 HpH3HATENBHOCTH Hpodeccopy B.B. Illapyruny
3a PEeHTI€HOCTPYKTYPHEIH aHAIN3 coeAMHEHNU 1 ¥ TOMOIIs B HAITUCAHUU CTATHH.

Jna yumupoeanus: TapacoBa HM. CuHTe3 U cTpoeHHE conbBaTa Ouc|3,5-muHUTpOOCH30aTa]
mpuc(2-meroxcn)(5-6pom)dpermncypembl [CsH;(2-OMe)(5-Br)];Sb[OC(O)C¢H3(NO;),-3,5], - PhH - %
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SYNTHESIS AND STRUCTURE OF TRIS(2-METOXY)(5-
BROMO)PHENYLANTIMONY BIS[3,5-DINITROBENZOATE] SOLVATE
[CGH3(2-OMe)(5-Br)]3Sb[OC(O)C6H3(N02)2-3,5]2 - PhH - %% CgH18

N.M. Tarasova®
South Ural State University, Chelyabinsk, Russia
Mtarasovanm@susu.ru

Abstract. Tris(2-methoxy)(5-bromo)phenylantimony bis[3,5-dinitrobenzoate] (1) was obtained
from 3,5-dinitrobenzoic acid by oxidative addition to triarylantimony in the presence of tertiary butyl
hydroperoxide in ether, and was isolated by recrystallization from a benzene-octane mixture in the form
of a crystal solvate with benzene and octane molecules in its crystal lattice. The structure of solvate 1
was established by the IR spectroscopy and X-ray diffraction analysis (XRD). In the IR spectrum of
complex 1, in addition to the absorption bands related to the stretching vibrations of the Sb—C, C,—O—
Me, and carbonyl groups, there are bands corresponding to the stretching vibrations of the C—Br bonds
(524 and 555 cm™'). The X-ray diffraction data show that the antimony atoms in complex 1 have a dis-
torted trigonal bipyramid coordination with carboxylate ligands in the axial position. The antimony atom
and two oxygen atoms do not lie on the same straight line and are located in such a way that the OSbO
angle is 170.79°. The O...Sb distances (2.134(4) and 2.110(5) A) are close to the sum of the covalent
radii of antimony and oxygen. In addition, according to the X-ray diffraction data, compound 1 crystal-
lizes in the monoclinic crystal system, space group P2;/n. The structural organization in the crystal is
formed due to short contacts of oxygen atoms in the nitro groups of the carboxylate ligands with carbon
and bromine atoms of the aryl ligands of neighboring molecules, as well as hydrogen O...H (2.524—
2.715 A) bonds. In addition, a certain contribution to the formation of the crystal structure is made by
the 7~z stacking between the aromatic rings of crystallization benzene and the methoxy-bromo-phenyl
ligands. The aromatic rings are displaced in relation to each other and the distance between them is
3.367 A. Melting point of solvate 1 is 172.6 °C, according to the thermal analysis data. However, further
increase in temperature is accompanied by decomposition of compound 1, and therefore an exothermic
peak is observed on the DSC curve at 255.7 °C, corresponding to a mass loss of 31 % according to the
TGA data. Complete tables of atom coordinates, bond lengths, and valence angles are deposited at the
Cambridge Crystallographic Data Center (No. 2060562, deposit@ccdc.cam.ac.uk  or
http://www.ccdc.cam.ac.uk/data_request/cif)

Keywords: synthesis, tris(2-methoxy-5-bromophenyl)antimony dicarboxylate, DTA, structural fea-
tures, X-ray diffraction analysis
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Beenenne

Wutepec k cuHTE3y HOBBIX COEAMHEHUI CyphbMbI BO MHOTOM ONpPEENISeTCs PACIIMPSAIONIMCS MOTEH-
[AJIOM PA3UYHBIX OONacTel NMpPUMEHEHUS! B MPAaKTUYECKOH JesSTEeNbHOCTH: B (hapMaleBTUYECKOH Mpo-
MBIIIICHHOCTH, B Ka4eCTBE OMOLMIOB, (DYHTHLIUIIOB, & TAK)KE PEAreHTOB B TOHKOM OPraHWYECKOM CHHTE3€ U
KOMITOHEHTOB KaTAIUTHYECKUX CHCTEM TNIPH MOIMMEPH3ALN, aHTHOKCUIAHTOB U Ap. [1].

W3BecTHO, YTO B3aMMOJICHCTBUE TPU-1APA-TOIHICYPBMBI C TPUPTOPYKCYCHOM, TPUXIOPYKCYCHOH,
HoyKkcycHOM, TonmyoncynbponoBoi kucinortamu (HX) B pacTtBope Tonmyona B MPUCYTCTBHU WU OTCYT-
CTBHMHU KHCJIOPOJIa BO3lyXa MPUBOAUT K 00pa30BaHHIO JTUKAPOOKCUIIATOB TPUAPUIICYPHMBI IO IBYM KOH-
KYpUPYIOIIUM MEXIy COOOH HampaBleHUSIM ¢ 00pa30BaHHEM NPOU3BOJIHBIX ISATHBAJICHTHOW CYPbMBI
o6mieit hopmyitel p-Tol;SbX, (X — octaTok KapOOHOBOH KUCIIOTHI) [2].
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p-TolzSb + 2HX — p-Tol3SbX,
-H,

p-Tol3Sb + 2HX + 1/20, — p-Tol;SbX,
-H,0

B ocnoBe apyroro saddextuBHOro crocoba CHHTE3a COSAMHEHHUN MATHBAJICHTHON CYPBMBI JICKUT
Jpyrasi peakluusi OKHCIMTEIFHOTO MPUCOCIUHEHHS, KOrla U3 TPUAPWIBHBIX COCAMHEHUH CYypbMBI, KH-
cnotel HX 1 mepokcuaa mony4aroT apuibHbIE TPOU3BOAHBIEC MATUBAJICHTHOW cypbMbl Ar;SbX,. Yka-
3aHHas peakis BIEpBbIC ObUIa OCYIECTBICHA Ha MpPUMepEe CHHTE3a JHalerara TPUPECHUICYPbMBbI U3
TpUu(EHMICYPbMBI, YKCYCHOW KHCIIOTHI U Iepokcuaa Bogopona [3]. MmenHo no 3Toit cxeme ObUIH CHH-
Te3upoBaHbl  Ouc-(1-agamanTankapOokcunar) TpudeHwicypeMbl [4], 6uc-(Opomanerar) mpuc(2-
METOKCHU-5-OpoMpenun)cypbMbl  [5],  Ouc-(2-Hutpoben3oar)  TpudeHHIcypbMbl  [6],  Omc-(1-
aJlaMaHTaHKapOOKCHIIAT) TPH-M-TOIHICYPbMBI [7], 6uc(iuknonponaHkapOokcuiaT) mpuc(5-0pom-2-
MeTokcupeHun)cypeMbel  [8], mubenzoar mpuc(4-N,N-numermnamuaoperun)cypbMbl  [9],  Ouc-(2-
MeTunoen3oar) mpuc(4-N,N-mumerunamunodenmn)cypsmsl [10], 6uc-(4-merundenzoar) mpuc-(4-N,N-
JUMeTHIaMUHOQeHWT)cypbMbl [11], 6uc-(2-autpobensoar) mpuc-(5-0poM-2-MeTOKCUPESHIIT)CYPBMBI
[12], buc-(xnopauerat) mpuc-(5-0pom-2-meToKkcueHnT)CypbMbl, Ouc-(bpomanerar) mpuc-(5-0pom-2-
METOKCU(PECHUIT)CYPbMBl U Ouc-(nonauerat) mpuc-(5-0pom-2-metokcudenmn)cypbmer [13], 6uc-(4-
HUTpodeHunanerar) mpuc-(5-0pom-2-meTokcupeHWwI)CypbMbl,  Ouc-(2-MeTokcubensoar) mpuc-(5-
OpoM-2-mMeTokcu(DeHUIT)CypbMbl U Ouc-(derumnponuonar) mpuc-(5-0poM-2-MeTOKCH()EHUIT)CYpbMBI
[14], 6uc-(4-oxcuben3oncyinbdponar) TpupeHuicypbMsal [15]. Cepust a-ruapOKCUKapOOKCHUIATHBIX KOM-
IUIEKCOB TPU(EHUIICYPbMBI CHHTE3UPOBAHA 10 PEAKIUU OKUCIUTEIBHOTO MPUCOCIUMHEHHS U3 TpHUde-
HUICYPbMBI, KapOOHOBOH KHCIOTHI M THAPOIEPEKUCH TPETUUHOro OyTria [16].

n RR'C(OH)-COOH
Ph;Sb + 2 t-BUOOH — Ph,Sh(OH), ———=  PhsSb(RR'C(OH)-CO0),
- 2 t-BuOH -nH,0 R=R =H. n=1
R=Ph R =H, n=1
R=Ph R =H,n=2
R=R =Ph n=2

OTMeTHM, YTO, HECMOTPS Ha HAJIMYKE JBYX KapOOKCHIIBHBIX TPYIII B opmo-()TaneBoi KUCIOTe, ¢
B3aUMOJICHCTBUE C TPU(PEHUICYPbMOIl B MPUCYTCTBUU MEPOKCHIA BOJOPOAA MPOTEKAET MO KJlacCHYe-
CKOM CXeM€ peaKINu OKUCIUTENBHOro nprcoequHenus [ 17]. OcoOeHHOCThIO MONIEKYIISIPHON CTPYKTYPbI
mudranara TpUPEHWICYPHMBI SBISIETCS OTCYTCTBHE BHYTPUMOJICKYJISIPHOW BOJOPOJTHON CBSI3U, Xapak-
TEpHOMU ATl opmo-(PTaaeBOH KHUCIOTHI.

[lo anamormunoii cxeme oOpasyrorcs Ouc-(4-okcubenszoat) TpudeHuwncypsMel [18], oOuc-
(nponmonar) TpudenuncypbMbl  [19], 6uc-(nomauerar) mpuc-(4-propdeHun)cypbMbl M Ouc-
(nenradropoensoar) mpuc-(4-propdennn)cypemer  [20], 6uc-(1-amamantankapOokcwiat) mpuc-(4-
¢Topdenun)cypeMbl U Ouc-(UuKIonponaHkapookcunar) mpuc-(4-gpropdenun)cypemsl  [21], Ouc-
(xnopanerat) mpuc(4-propennn)cypbmsl, buc-(4-autpodenunanerar) mpuc-(4-GToppeHnn)cypbMal 1
mubenzoat mpuc-(4-propdenun)cypsmel [22], nukapookcunatsl mpuc-(3-gropdhenun)cypsmsl [23, 24],
OUakpuiaTel TpudeHwiacypbMbl [25, 26], nubeHzoaT Tpu(mema-tonun)cypbMel [27], oOuc(2-
HUTpOoOeH30at) Tpu(3-propdenun)cypemsl [28], duc(benunnponuonar) TpupeHuiIcypomsl [29], ouc(4-
okcuben3oat) Tpudenmiacypombl [30], 6uc(3-bropdhenunanerar), duc(nentapropdensoar) u ouc(2,3-
nmudTopoensoar) mpuc-(3-propdennn)cypemsr [31].

[Ipu B3aMOnEHCTBUM SKBUMOJISIPHBIX KOJMUYECTB TPHAPHICYpbMBbI, KuciaoTel HX u mepokcuaa Bo-
Jnopoza B a¢upe 00pa3yroTcs COeMHEHHs CypbMbI MOCTHKOBOTO THMA (Ar3SbX),0, uTO, HanpuMep, Ha-
0JIr0IaeTCs B peakuAX TPUPEHUICYPbMBI C CATMIIMIIOBOM KUCIIOTOH, Koraa ¢ BeixoaoM 40 % obpasyer-
Cs1 MOCTHKOBOE COEIMHEHHE CYpbMBI, 00J1a/latoliee NpOTUBOOIIYX0JIeBON akTUBHOCTHIO [32]. B anaio-
THUYHBIX YCIIOBUAX U3 TPU(GEHUWICYPHMBI M IIPOIHOJIIOBOM KUCIIOTHI B IPUCYTCTBUH MIEPOKCHIA BOJOPOAA
o0pasyercs p-0kco-ouc| (npomuonaro)rpudenmwicypsmal [Ph;SbOC(O)C=CH],0.

BzaumoneiictBuem TpudeHmIcypsMsl ¢ 6,6,6-TpuTOpP-2,2-IUMETUITEKCAHIUOHOM-3,5 B MPUCYT-
CTBHM TIIEPOKCHIA BoIopoda B »dupe cuHTe3UpoBaH Komiuiekc (6,6,6-rpudrop-3-rexcanon-5,5-
nuojaTo)TpudeHmicypoma [33].
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F,C F5C
SbPhj
® H,05 O
—_— O—S8bPhjy
diethyl ether
@] il @]
tBu tBu

JukapOoKkcuiaTel TPUAPUIICYPBMBI, COJIEpXKAIFe B apHIbHBIX JIUTAaHIaX [PH aTOME CYPbMBI pas-
JTUYHBIE QYHKIMOHANIBHBIC rpynmsl [8, 14, 34—41], u3y4eHsl B TOpa30 MEHbBIIEH CTETIEHH, YeM COOTBET-
CTBYIOIIME ()CHUIBHBIC TIPOU3BOJIHBIC, OJJHAKO MMEHHO HEKOTOPBhIE UX MPEACTABUTEIH MPOSBISIOT aH-
TUJICHIIMAHUO3HbIC CBOMCTBA [41], IOATOMY HCCIIEIOBAHHWE CHHTE3a M CBOMCTB IOJOOHBIX COCIMHCHUMH
MIPEICTABIISIETCS] BAXKHOM 3a7aueil.

B nHacrosiei pabote U3ydeHbl CHHTE3 U OCOOCHHOCTH CTPOSHHMS CojbBata Ouc(3,5-TMHUTPOOEH30aTa)
mpuc|(2-meTokcu )(5-0poM)peHu |cypbMbI c OeH30J10M u OKTaHOM [C¢H3(2-OMe)(5-
Br)]3Sb[OC(O)C6H3(N02)2-3,5]2 . PhH . 1/2 CgH]g (1)

JKcnepUMeHTAIbHASA YaCTh

Coenunenne 1 CHHTE3MpOBaIM IO METOAMKE, ONUCAaHHOM B [1], W3 TpuapwiacypbMsl H
3,5-aMHUTPOOEH30MHON KHUCIOTH B MPUCYTCTBUM Mpem-OyTUITHAPONEPOKCHIa B pacTBope 3dupa (MOJb-
HOE COOTHOIIIEHHE MCXOAHBbIX peareHToB 1:2:1). Ilocnme ynmaneHusi pacTBOpUTENs U MEPEKPUCTATLTU3ALNT
LICJICBOTO MPOJIYKTa U3 CMecH OeH30i1-0KTaH (1:2 00beM.) momydanu ¢ BeIX0oM 86 % OeCLBETHBIC KpH-
cramtel 1 (1. won. 172,6 °C), KOTOpble aHATU3UPOBAIM METOAaMH dlieMeHTHoro aHanmmsa, PCA u UK-
cnektpockonuu. MK-cnekrp, v, cm 3098, 1678, 1543, 1474, 1439, 1342, 1284, 1254, 1049, 1014, 810,
725, 555, 524, 443. Haiigeno, %: C 40,24; H 2,15. C4sH39BrsN4O;5Sb. Berumcneno, %: C 38,11; H 2,28.

HUK-cnektp coenunenus 3amuckiBain Ha UK-®ypoe cnektpomerpe Shimadzu [IRAffinity-1S, 06-
pasen rotoBuiH TabnetupoBanreM ¢ KBr (o6nacts mornomenus 4000—400 CMfl).

TemnepaTypa niaBjaeHusi U3MepeHa Ha CHHXPOHHOM TepMmoananmuzatope Netzsch 449C Jupiter.
OneMeHTHBIM aHaIN3 MpoBoAMICs Ha aHanu3artope Euro EA3028-HT

PeHTreHOCTPYKTYPHBIl aHAJIM3 NPOBOAWIM HAa aBTOMAaTHUYECKOM YETBIPEXKPY)KHOM IH(paKTo-
metpe Bruker D8 QUEST (Mo K,-usnyuenune, A = 0,71073 A, rpapurossiii Monoxpomarop). C6op,
peAaKTHpPOBaHUE JTAHHBIX M YyTOUHEHHE apaMeTPOB JIEMEHTAPHOM SYEHKH, a TaKKe YUeT MOTIIOMEHHS
npoBeieHsl o nporpamMmaM SMART u SAINT-Plus [42]. Bce pacueTsl IO ONMpPEaeNeHUI0 U YTOYHEHHUIO
CTPYKTYpHI BbINONHEHBI N0 mporpammam SHELXL/PC [43] u OLEX2 [44]. CtpykTypa omnpezaescHa
NPSAMBIM METOJIOM M YTOUYHEHa METOIOM HAMMEHBIINX KBAJPATOB B aHU30TPOITHOM NPHOIMKECHUHU IS
HEBOJIOPOAHBIX aToMOB. Kpucramnorpaduueckie 1aHHBIE U PE3yJIbTaThl YTOUHEHHUS! CTPYKTYPhI TIPUBE-
JIEHBI B TA0IHIIE.

Tabnuua
Kpuctannorpaduyeckue AaHHble, NapamMmeTpbl 3KCNEPUMEHTA U YTOUHEHUSA CTPYKTYpbI 1
ITapametp 1
(DopMyna C45H39BI'3N40158b
M 1237,28
CHHTOHMSI MoOHOKJINHHAas
[Ip. rpymma P2,/n
a, A 12,444(10)
b, A 31,104(19)
c, A 14,028(8)
o, rpa. 90
B, rpan. 114,23(3)
Y, Tpaj. 90
v, A’ 4951(6)
Y4 4
p(BbI4.), r/cM’ 1,660
B, M 3,048
F(000) 2452,0
Pasmep kpucranna, MM 0,38 x 0,21 x 0,14
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OKoH4YaHue Tabnuubl

ITapamertp 1
Ob6mxacTp cOopa JaHHBIX 11O 26, Tpan. 6,268—47,864
WHTepBabl HHACKCOB OTPAXKCHHUN —14<h<14,-35<k<35,-15<I<15
M3mepeHo oTpaskeHui 74018
HesaBucumbIx oTpaskeHUI 7606
[lepeMeHHBIX YTOUHEHHSI 618

GOOF 1,182
R-paxropsi o F~ > 26(F?) R, =0,0528, wR, = 0,1085
R-(paxTopsl MO BCEM OTPasKeHHUSIM R, =0,0630, wR, =0,1124

OcTarouHas AJNEKTpOHHAS IUIOTHOCTH (min/max), e/A’ 0,75/-1,11

[TonHble TAOIUIBEI KOOPAUHAT AaTOMOB, [UIMH CBSI3€H U BAJICHTHBIX YIJIOB COeAUHEHHUS 1 TEMOHUPO-
BaHbl B KemOpumkckoMm Oanke cTpykrypHbIx naHHbIX (CCDC 2060562; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

OO0cy:k1eHue pe3ybTATOB

Coenunenue 1 OBUTO MTOTyYEHO OKUCIUTENHLHBIM MPUCOSTUHEHUEM 3,5-THHUTPOOCH30HHOM KUCIIO-
TBl K mpuc(5-6pom)-3-MeTokcudeHun)cypbMe B NPUCYTCTBUM THAPONEPOKCHAA TPETUUHOro OyThia
(2:1:1 MOINIBH.) ¥ KPUCTATM30BAIOCH U3 CMECH OEH30JI-OKTaH B BHJIE COJIbBATa C OEH30JI0M M OKTAHOM.

O,N NO,

0”0 Men

OMe NO, P

Sb,, ) + t-BUOOH ———= ' 7 OMe
HO -H,0, -+-BuOH QSb N
Br

B! Moo, g Br NO, p

o o Br

O,N NO,

1

B HMK-criektpax komruiekca 1 HaOIIOar0TCS XapaKTepHbIS IS JAHHOTO THITA COSIUHEHHUH MTOIOCH
[45, 46]. Tak, npu 443 cM ' pacronaraeTcs moxoca cpeaHeii HHTCHCHBHOCTH, OTHOCAIIAACS K Koleha-
HUSIM cBsizu Sb-C. BaneHTHBIM KoJIe0aHusIM KapOOHMIBHBIX TPYII COOTBETCTBYET MHTEHCHBHAS T10JIOCA
mpu 1678 cM . BBICOKO# HHTEHCHBHOCTBIO 00J1afai0T TIOJIOCHI, COOTBETCTBYIOIIHNE CKEIETHBIM Kolleha-
HMSM apOMAaTHUECKHX Koxerl pu 725, 810, 1439, 1474 cm ' u crsseit Ca—H mpu 3098 cm . KoneGanu-
sM vV(Ca—O—Me) B UK-criektpe 1 cooTBEeTCTBYIOT MHTEHCHBHBIE mojockl mpu 1014, 1049, 1254 u
1284 c¢m . TTomochr cpenHelt MHTEHCUBHOCTHU TIpU 524 u 555 cM | MOXHO OTHECTH K BaJEHTHBIM KO-
nebanusaM ces3eii C—Br. MuauBuayansHoi ocobeHHocThio MK-criekTpoB coeaunenus 1 spisercs Ha-
JTUYHe OYeHb WHTEHCUBHBIX TOJIOC IMOTIIOIICHUS, CBA3aHHBIX ¢ KoneOanusmu NO,-rpymm mpu 1342 u
1543 em ™.

Monekyna 6uc(3,5-nuauTpodeH3oara) mpuc[(2-metokcn)(5-0pom)heHu|cCypbMbl UMEET KOOPIH-
HAIMI0 HMCKAXCHHOW TpUroHaibHOW Ommnmpamuabl (puc. 1). Axcuanssblii yron OSbO cocrasnsier
170,79°. Paccrosuus O...Sb B 2,134(4) u 2,110(5) A He3HaYUTENLHO MPEBHIAIOT CYMMY COOTBETCT-
BYIOIIUX KOBaIEHTHBIX pamuycos (2,05 A). ApuibHble TUraHapl HAXOAATCS B MPOMNEJUIEPHON KOHPOP-
Malll{, Pa3BOPAuYMBAsICh OTHOCHUTEIBHO 3KBATOPUAIBHON IUIOCKOCTH B CHILy CTEPUYECKUX MPUYUH.
CymMmel yrioB CSbC B 3KBaTOpUaIbHOM IIOCKOCTH MOJEKYN COCTaBISIFOT 359,87°. JlnuHBI CBs3eit
C(11)-Sb(1) u C(21)-Sb(1) oTnuuarorcs HesHauutensHo 2,107(6) u 2,121(6) A.
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Br(1)

Puc. 1. CTpoeHue conbBata
[CeH3(2-OMe)(5-Br)]sSb[OC(0O)CsH3(NO2)2-3,5]2 - PhH - V2 CgH4s (1)

CTpyKTypHas opraHuzanus B Kpuctaie Gpopmupyercs 3a cueT KOpoTkux KoHTakToB O(8)...Br(1)
(3,009 A), O(12)...C(14) (3,189 A), 0O(12)...C(32) (3,103 A) u Bogopoausix O...H (2,524-2,715 A)
cBszelt (puc. 2). Takke ciaeqyeT yka3aTh Ha y4acTUE T-T-CTEKHHIA MEXAY apOMaTHYECKHUMHU KOJIbLAMH
COJIbBATHOTO PACTBOPUTEISI M METOKCH-OpOM-(EHMIBHOrO JIMTaHAa B 00pa30BaHUM KPUCTAJUINYECKOU
CTPYKTYPHBI, TUIOCKOCTH apOMaTHYECKUX KOJICI] B KOTOPOH HECKOJIKO CMEIIEHBI JIPYT OTHOCHTEIHLHO
Jpyra npu paccTosHuu Mexty Humu [C(46)-C(56)] B 3,367 A (puc. 3).

Puc. 2. Bug kpuctannuyeckom sivermku conbBara 1 Puc. 3. PopmupoBaHue
BAOIb OCU C T-M-CTEKUHIroBbIX B3aMMoAencTBUMn
B KpucTanne conbBarta 1

JlaHHBIE TEPMHUUYECKOTO aHATH3a MOKA3bIBAIOT HAWYHE dHIOTEpMHUYECKoro muka Ha kpuBod [JCK
npu temneparype 172,6 °C, oTBevaromiero TemiiepaType IUiaBleHHs KoMmiuiekca (puc. 4). OTmerum
TaKkke 3HI0TepMHUUecKnui NUK npu 224,2 °C 1 COOTBETCTBYIOIIMIN PA3IOKEHUIO KoMILIEkca 1 sk30Tep-

Muyeckuil nuk npu 255,7 °C.
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Puc. 4. KpuBbie TI-ATI-ACK conbBaTa
[CGH3(2-0Me)(5-BI’)]3Sb[OC(O)CeH3(N02)2-3,512 - PhH - 2 CgHqs 1

3akino4eHue

Takum oOpa3oM, IO peakIuu OKHUCIUTENLHOTO TpHUCOSAMHEeHUs u3 mpucl(2-metoken)(5-
opom)eHuI|cypbMbl, 3,5-TUHUTPOOCH30MHON KUCIOTHI U mpem-0yTUATHAPONCPOKCHAA TIPU MOJIBLHOM
cootHomennu 1:2:1 B adupe momyueH Ouc(3,5-nuHUTpOOEH30aT)  mMpucl(2-MeTokcH)(S-
OpoMm)(peHmIT|CypEMEBI, CTPOEHHE KOTOPOTO TOCHE MEePEKPUCTALTU3AIUN U3 CMeCH OEH30JI-OKTaH JIOKa-
3aHO MeTofamMu MK-CrieKTpOCKONMK U PEHTT€HOCTPYKTYPHOI'O aHalin3a. ATOMBI CypbMbI B MOJIEKYJ1ax 1
UMEIOT UCKOKCHHYI0 TPUTOHAIbHO-OUITUPAMUIAIBHYI0 KOH(DHUIypalMio ¢ aTOMaMH KUCIIOpOJa B aKCH-
AIBHBIX MOJIOKEHUSIX.
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