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CTUMYJIUPOBAHHOE NEHTAXJIOPUJIOM CYPbMbI
UKJONPUCOEIUHEHUE JUQ-MTUPUINT)AUTELTYPUIA
K HOPBOPHEHY

BzanmoneiicTBre HOpOOpHEHA ¢ CHCTEMON TH(2-TIHPHIAI) AUTEILTY UL — IEHTAXJIOPU
CYpbMBI B METHJICHXJOPHAE TNpOTEeKaeT ¢ oOpazoBaHmeM xjopantumoHato(IIl) oxzo-
9—Tennypo-3—a30HHaTeTpauHKno[9.2.1.02‘10.03’8]TeTpaz[eKa—3(8),4,6-TpHeHa — TPOZYKTOB
HOJISIPHOTO LUKJIONIPUCOEANHEHUSI TEJLTYPCOACPIKAIUX 3ICKTPOGHIOB 0 KPATHOM CBSI3H.
CrpoeHne NpogyKTOB I'€TEPOLMKIN3ALUK yCTaHOBICHO MeToioM PCA.

KnaioueBble cioBa: ankeHbl, AW(2-TTUPUINI)IUTEILIYPUA, TEHTAXJIOPHI CYpPbMBL,
TEJTYypCOAEp KaINe TeTePOLUKIIBI, TOJIIPHOE LUKIOMPHUCOETUHEHUE.

HenaBHO HamMHM HaWAEHO, YTO MEHTAXJIOPHU[ CYPbMbl CTUMYJIHPYET KaTHOHHOE
MOJISIPHOE ITUKJIONPHUCOEIMHEHNE HHEPTHBIX B OOBIUHBIX YCIOBHUSX JUTETapHII-
IUCyNb(UI0B U CETICHUIOB K allkeHaM C 3aMbIKaHWEM LIUKJIa aTOMOM a30Ta rera-
PHIIBHOTO KOJIBITA UCXOTHOTO peareHTa [1, 2].

B Hacrosimieli pabote ¢ 1eNbl0 BOBJICYCHUSI B aHAJIOTHYHBIE MTPOIIECCHI IUTETa-
PUWIAMTEIUTYPUAOB M3y4deHa peakuus Hu(2-nupuann)auresviypuga (1) ¢ Hopoop-
HEHOM (2) B IPUCYTCTBUHM MEHTaxXJIOpHa cypbMbl. HaMu ycTaHOBIICHO, YTO B3anMO-
JIEHCTBYE YKa3aHHBIX peareHTOB B MeTmiieHxopuae mpu —40 °C npuBoaut K obpa-
30BaHHUIO0 KOHACHCUPOBAaHHBIX cucteM 3 u 4 ¢ Beixogamu 45 u 37% cooTBeT-
ctBeHHO. Ctpoenne coequHennii 3 u 4 ycranosieHo Merosiom PCA (puc. 1 u 2).

CL) Ayl A

Te SbCl,-

Coemunenust 3 u 4 — coiy, CoAepKallue MUPUINHUEBLIA KaTHOH M aHHUOHEI
SbCls> u SbCly cooTBercTBeHHO. J[Ba KpHCTALIOrpadueckn He3aBHCHMBIX
KaTHOHA B CTPYKType 3 UMerT (akTHUYECKH OJUHAKOBYIO reoMerputo. LleHTpans-
HBIE TSATHWICHHBIE TeTEPONUKIIBI KATHOHOB B OOOMX COCJMHEHHSIX MPHHUMAIOT
NPaKTHYECKH TUIOCKYI0 KOH(popManuio (cperHre OTKIOHEHHsI aTOMOB OT CpeJHe-
KBaJpaTUYHBIX IUIockocTedl paBubl 0.028(2) u 0.036(2) A nns aByx Kpuc-
TajuorpahuecKu He3aBUCHMBIX KaTHOHOB B coequnenuu 3 u 0.007(2) A B katnone
coenunenna 4. Kak u cremoBano oxupaaTh, JuIMHa OAWHAPHOH CBS3H Te  "Cy,
MeHblIe, YeM AauHa cBsi3H Te "Cp. YBeTHMUEHHbIC 3HAUCHHS JJIMH CBS3eH aroMa
azota N(1) BMecTe ¢ ero IIocKoi KoH(UTYpamuen SpKo IEMOHCTPUPYIOT JIEITOKAIH-
3aIMIO TIOJIOKUTENBHOTO 3apsia BHYTPH MHPUANHOBOTO dparmenta. AHHOH SbCls™
B COCAMHECHUH 3 IPUHUMAET UCKKEHHYIO TeTparoHaIbHO-MTUpaMUAAAIbHYI0 KOH(DH-
rypanuto (amama3oH 3HadeHui BameHTHBIX yriioB Cl-Sb-Cl 84.55(3)-95.36(3)°).
Haunbonbime uckakeHUs MpeTepreBalOT dKBATOPHAILHBIC CBSI3M MEXKIY aTOMOM
CYPBbMBI U aTOMaMH XJIOPa, PACIIONOKECHHBIMU B OCHOBAaHUH MMUPAMUJBI.
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Puc. 1. MonekymsipHast CTpyKTypa COSANHEHHS 3 B IPEACTABICHUN aTOMOB JUIHIICONAAMH TEILIOBBIX
konebanuii ¢ 50% BeposATHOCTBIO. TOJNCTBIMH ITyHKTHPaMH II0Ka3aHO AJBTEPHATHBHOE ITOJIOKEHHE
pasynopsI0YeHHON CONIBBATHOM MOJIEKYJIB METHIICHXJIOPU/IA, TOHKMMH — KOpOTKHE KOHTAakTh TeCl

[Mo-BuauMOMY, 3TO OOBSCHSETCS HAMYHEM JIOCTATOYHO CHIIBHBIX HEBaJICHTHBIX
B3aUMOJICHCTBHI MeXay aroMmamu Tetypa u atomamu xjopa Cl(2) u CI(3)
(Te(1)-C1(3) 3.128(2) A, Te(1)"CI(3) [1—x, —y, 1-z] 3.454(2) A, Te(2)-CI(2)
[x, =14y, z] 3.131(2) A u Te(2)*C1(2) [2—x, —y, 1—z] 3.549(2) A, puc. 1), KoTopkIe
NPUBOIAT K 3HAYMTENHLHOMY Y/UIMHEHHMIO paccrosiamii SbCl B anmone SbCls™ .
AxkcuanpHas CBSI3b aTOMa CYpbMBI C aTOMOM XJIOpa, HaXOAALIMMCS B BEpILUHE
TeTParoHaIbHO-IMPAMAIAIBHOTO aHHoHa SbCls™, CyIIECTBEHHO KOpPOUYe SKBATOPH-
aNbHBIX CBs3eil. Takoe cTpoeHHEe SBISETCS XapaKTepHBIM Ui M30JIMPOBAHHOTO

Puc. 2. MonexynspHas CTpyKTypa COSIMHEHHUS 4 B IPECTABICHUN aTOMOB 3JUINIICOMIAMHU TEIIOBBIX
koseOanuii ¢ 50% BeposTHOCTBIO. [TyHKTHpOM MOKa3aH KopoTkuii KoHTakT Te(1) - ClI(3)
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auvona SbCls® ¥ OOBACHAETCS BIMSHHEM CTEPEOXHMMMYECKHM AKTHBHOM HEIO-
NenEHHOU JIIeKTpoHHOM mapsl atoma cypbMbI(Ill), 3ammmarommeit mparnc-moino-
JKEHUE 10 OTHOILEHHIO K KOPOTKOH (akchanbHO) cBsa3u Sb --Cl u momonHsromei
okpyxenue atoMa cypbMbI(1Il) mo oxTasmpuueckoro [3—6]. Annon SbCl,” B coenn-
HEHUH 4 UMeeT UCKKEHHYIO TPUTOHATIBHO-ONIMPAMUIAJIBHYIO T€OMETPHIO C HETIO-
JIETIEHHOMN 3JIEKTPOHHOM Mapoil B A3KBaTOpUalbHOM MosiokeHuu. Kak u cnempopano
OKUJIaTh, SKBaTOpUANIbHBIE CBs3M Sb'"Cl 3HAaUHTENFHO KOpoYe akcHaNbHBIX [7—10].
B coequrennu 4 arnons SbCl, 00pa3yroT IEHTPOCHMMETPHIHBIE AUMEPHI TIOCPE-
cTBOM W -MOCTHKOBOro atoma xuopa CI(3) ¢ paccTosHHEM IO BTOPOro aroma
cypsmbl CI+Sb [1—x, -y, 1-2] 3.037(3) A.

BcnencrBue omucaHHBIX BBINIE JOMOJHHUTENBHBIX HEBAICHTHBIX B3auMOZeEH-
CTBHH aTOMBI TEJUTypa B 000MX COEIUHEHUSX MPHOOPETAIOT UCKaXEHHOE TIIOCKO-
KBaJpaTHOE KOOPAMHAIMOHHOE OKPY)KEHHE U B PE3yJbTaTe B KpHCTAIaX COENU-
HeHUH 3 1 4 KATHOHBI M aHUOHBI BBICTPOCHBI B IIETIOYKH.

Ha ocHOBaHMM MOTYYEHHBIX PE3YIbTATOB MO B3aUMOICUCTBHUIO TU(2-TTUPUIHI)-
murerutypuna (1) ¢ HopbopHeHOM (2) B IPUCYTCTBUM TIEHTaXJIOpUAa CypbMBI MOXKHO
MoJlarath, 4To MpH AeiicTBUM XJopuaa cypbMbl(V) Ha autemtypus 1 mpoucxoaut
XJIOpUPOBAaHUE MOCIECTHETO, a 3aTeM T'€HEPUPOBAHHBIH TEJUTyPEHHIXJIOpUA 5 B
BUJIe KOMITIEKCOB ¢ xyopuaoM cypeMbI(Ill) — coenunaennii Tuma 6 u 7 — BCTymaeT B
PEaKUny MOJIIPHOTO UKJIONPHCOEIUHEHUS 110 KPaTHOM CBS3H.

SbCl A . 2
1 — 2 P + SbCl, — (PyTe"),SbCl> + PyTe" SbCl,~
N TeCl 6 7
5

Takum 00pa3oM, MpeaioKeHa OTHOCUTENILHO MPOCTasi METOMKA CHHTE3a KOH-
JICHCUPOBAHHBIX TEIUTYP-, A30TCOACPIKAIIUX TETEPOIUKINISCKUX CHCTEM — MPOU3-
BOAHBIX 2,3-muruapol 1,3 ]remrypaszono|3,2-a |nupuauaus-4.

IKCHEPUMEHTAJIBHAA YACTb

WK cnekTpsl 3aperucrpupoBaHsl Ha crekTpomerpe Shimadzu IR-Prestige-21 B
tabnerkax KBr. Cnextpsl IMP 'H 3amucansl Ha npu6ope Bruker AM 300 (300 MI'm) B
JAMCO-ds, BHyTpennuit cranmapt TMC. DneMeHTHBIH aHaiIM3 NPOBEAEH HAa aBTOMATH-
yeckoM aHamm3atope Carlo Erba EA1108 CHNS-O. TemmepaTypsl IUTaBICHAS ONIPEICIICHBI
Ha npudope Boetius.

Ju(2-pupun) nutemunypun (1) cuaTe3MpoBaH mo Metoauke [11].

Peakuus cucrems! auteaaypua 1 — SbCls ¢ Hopoopuenom (2). K pactsopy 100 mr
(0.24 mmons) mutemnypuna 1 8 20 mn ade. CH,Cl, npu —40 °C B atmocdepe cyxoro Ar
npu nepeMerinBanuy npubasisitor pactBop 72 mr (0.24 mmons) SbCls B 20 man CH,Cl,.
PeakimoHHy0 cMeCh MEPEMEIIHBAIOT 15 MUH, 3aTeM MPHUOABJISIOT 0 KAIUIAM pacTBop 45 mr
(0.48 mmomnp) ankena 2 B 10 mn CH,Cl,. IlpojomkaroT nepeMeniMBaHHE IIPH 3TOU
temnepatype emeé 15 mun. Cmech HarpeBaroT A0 KOMHAaTHOM Temmeparypsl. BeimaBmimii
0CaJIOK OTQIIBTPOBEIBAIOT, MoMy4daroT 50 Mr (37%) coenuHeHns 4 B BUJIC JKENTHIX TUIACTH-
HOK. @uibTpaT ynapuBalT HanoJoBHHY M oT¢huibTpoBbiBatoT 102 Mr (45%) coennne-
HUS 3, KPUCTAIM3YIOIIETOCS B BUIEC OPAHKEBBIX UTOJIOK.

Hentaxaopantamonat(IIl) Guc(rk30-9-Teaypo-3-asonnarerpanuiio[9.2.1.0>'.0*%-
Terpaneka-3(8),4,6-rpuena) (3) (kpucramiocoabBar ¢ 0.5CH,CL). T. mn. 150-151 °C.
UK criektp, v, cM : 1609 (C=N). Cniextp SIMP 'H, &, m. 1. (J, Tu): 1.34 (1H, 1, °J = 11.0,
cun-14-CH); 1.37-1.42 (1H, m) u 1.47—-1.55 (1H, M, 12-CH,); 1.68 (1H, 1, J = 11.0, anmu-
14-CH); 1.61-1.73 (2H, m, 13-CHy); 2.67 (1H, ¢, 11-CH); 2.81 (1H, ¢, 1-CH); 4.08 (1H, g,
3J=8.4,10-CH); 5.31 (1H, 1, °J = 8.4, 2-CH); 7.68 (1H, 1. 1, °J = 7.3, J = 5.9, H-5); 7.98
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OcHoBHBIE KpncTa.m]orpa(lm!{ecxne AAHHbIC H MaApaMETPbl YTOUYHCHUSA

U1 coequHeHuii 3 u 4

ITapamerp 3-0.5CH,Cl1, 4
prTro—(bopMyna Cz4}5H29C16 NszTez C12H14NC14SbTe
MonexkynsipHast macca, M 941.15 563.39
T,K 100 100
PasMeps! KPHCTAIIIa, MM 0.02 x 0.02 x 0.25 0.02 x 0.20 x 0.25
CuHronus TpuxnuHHas MonoknuHHas
IIpocTpancTBenHas rpynmna P-1 P2/c

a, 11.7885(9) 6.9068(4)
b, A 11.9011(9) 21.9944(11)
c, A 12.8725(10) 11.2486(6)
o, Tpaj. 70.790(1) 90
B, rpax. 69.696(1) 103.861(1)
Y, Tpa. 66.522(1) 90
v, A’ 1514.8(2) 1659.02(15)
VA 2 4
Ay, TOM 2.063 2.256
F(000) 894 1056
u, MM ! 3.347 4.016
20 max» rpan. 60 60
Yucno u3MepeHHbIX OTPaKEHHUH 19333 20773
Yucno He3aBUCUMBIX OTPaKEHUH 8788 4801
Yucno otpaxenuii ¢ 1> 20(]) 6791 4208
Yucno yTouHsIeMBIX TapaMeTpoB 334 172
R, (I>20(])) 0.048 0.040
WR, (Bce TaHHBIE) 0.123 0.102
GOOF 1.005 1.006
Thning Tinax 0.488; 0.936 0.433; 0.924

(1H, 1. 1, °J= 8.8, °J =7.3, H-6); 8.21 (1H, 1, *J = 8.8, H-7); 8.93 (1H, 1, °J = 5.9, H-4).
Haiineno, %: C 31.12; H 3.03; N 2.91. Cy45H,9CIgN,SbTe,. Brruncieno, %: C 31.27;
H3.11; N 2.98.

Terpaxaopantumonat(Il)  9x30-9-Testypo-3-azonnarerpamukio[9.2.1.0>'.0%%]-
terpaneka-3(8),4,6-rpuena (4). T. mr. 135-137 °C. UK cnektp, v, cM ' 1609 (C=N).
Crnextp SIMP 'H nnentiuen cuextpy coemuuenns 3. Haiineno, %: C 25.43; H2.42; N 2.52.
C,H4CI4NSbTe. Beruncieno, %: C 25.58; H 2.50; N 2.49.

PeHTreHocTpyKTypHOE HccIe10BaHue coefuHenHii 3 u 4. [TapaMeTpsl 2JieMeHTapHBIX
SYeeK W MHTEHCUBHOCTH OTPayKeHUH I coequHEeHUH 3 1 4 n3MepeHbl Ha aBTOMAaTH4ECKOM
TPEXKPYKHOM TH(PAKTOMETpE C ABYXKOOpAHHATHBIM jaerekropoM Bruker APEX-II CCD
(AMoKo-uznyuenue, rpadUToBbIii MOHOXpPOMATOp, (- M ®-CKaHHpoBaHue). OCHOBHBIC
KPHCTAJUIOCTPYKTYPHBIC JaHHBIE NIPE/ICTABIICHBI B Ta0JIHIIE.

ITonabIE Ta6J'II/IL[I)I KOoOpAUHAT aTOMOB, JJIUH CBHSeﬁ, 3HAYEHUH BAJIEHTHBIX U TOPCUOH-
HBIX YIJIOB M aHM30TPOIHBIX TEMIEpaTypHBIX ITapaMeTpOB JENOHHPOBaHbI B KemOpumk-
CKOM OaHKe CTPYKTYpHBIX JaHHBIX (nenoHeHTs! CCDC 827980 nist coequnenunst 3 u CCDC
827981 misa coequnaeHus 4).
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