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CTPYKTYPA OPTAHUYECKHX
COEAVMHEHNU

YIIK 546.865 + 547.1’13 + 548.735

PEHTTEHOCTPYKTYPHOE UCCIIEAJOBAHUE HOBOTO
OPTAHNYECKOI'O COEAMHEHMNA n-Tol;Sb[OC(O)CH=CHPh],
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B3aumomeiicTBreM TpU-#-TOJWICYPbMBI, IIEPOKCHIA BOOOPOIa M KOPUUHOM KHCIOTHI ITOJIyYSH KOMILIEKC
ouc[(2E)-3-denunnmnporn-2-eHoat]-tpuc(n-tomun)cypbMsel n-Tol;Sb[OC(O)CH=CHPh],. Metonamu peHTre-
HOCTPYKTYPHOIO aHa/Inm3a OIIpedcsieHa ero aToMHas cTpykTypa. McciaenoBaHHbIe KPUCTAJLIBI MOHOKIIMHHOM
CUHTOHUY UMEIOT Ip. Tp. P2, /n, Z=4, a = 13.0480(2), b = 12.3431(2), ¢ = 20.9868(3) A, =97.322(2)°; koop-
JIUHAIIAS aTOMa CYPbMBI COOTBETCTBYET MCKAXKEHHOM TpUTOHAJIBbHOI Ounupamune. CocTaB v CTpPOSHUE TH -
TYJBHOTO COeAUHEeHMs noaTBepkKaeHbl MeTogaMu MK- u AMP-cniektpockonuu.
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BBEIAEHUE

OpraHuyeckve TIPOM3BOAHBbIE TSTUBAJIEHTHOM
CYypbMBI, CUHTE3 U UCCJIEIOBAHUE UX CBOIMCTB TIpe-
CTaBJISIIOT 3HAYUTEIbHBII MHTEPEC B CBSI3U C TEM, UTO
OHU HaXOJSIT IUPOKOEe TPUMEHEHUE B pa3HbIX 00J1a-
CTSIX, HAITPUMEP B KauecTBe peareHTOB U KaTajn3a-
TOPOB B OPraHMYECKOM CUHTEe3€e, OroLuaax u (hyHru-
munax. Hexkoropsie koMmmiieKchl Sb(V) IIpOSIBIISTIOT
IIPOTUBOOITYXOJIEBYI0O aKTUBHOCTH [1—3] m Moryr
OBbITh HMCIIOJb30BaHbl JUISI JIeYEHUS JieHIIMaHuO3a
[4—6]. HeHacehllleHHBIE OpraHUYECKUE COEINHEHUS
CYpbMBI MOTYT OBITb UCITOJIb30BaHbl B CUHTE3€ Opra-
HUYECKHUX TMOJIMMEPOB C aTOMOM CYPbMbI B KaueCTBe
3amectutenst [7, 8]. OpraHmyeckme COETMHEHUS
CYpPbMBbI TaK3K€ MHTEPECHBI C TOYKU 3PESHUS TIPUPOIbI
XUMUUYECKOI CBSI3U, MOCKOJBKY OHU AEMOHCTPUDY-
IOT HEOObIUHbIE CTPYKTYPHBIE BO3MOXHOCTHU U CMO-
COOHBI 00Opa3oBBIBAaTh COENUHEHUS PpPa3TUYHOM
CJIOXKHOCTHU: OT MOHOMEPHBIX CTPYKTYP 10 HaAMOJIe-
KYJISIpHBIX COOpOK [1].

B HacToseit paboTe CUMHTE3MPOBAH KOMILIEKC
ouc|[(2E)-3-dbeHmwmpon-2-eHoar | -Tprc(#-TOJIWIT ) Cypb-
Mbl 1-Tol;Sb[OC(O)CH=CHPh], (I) u uccirenoBana
€ro MoJIEKyJISipHasl U KpUcTajuinuecKasi CTpYKTypa.

BSKCITEPUMEHTAJIBHAA YACTDb

Cunmes n-Tol;Sb[OC(O)CH=CHPh],. K cmecu
Ir (2.5 mmonb) Tpu-n-TOMWwICYpbMBI U 0.9 T
(6.25 MMOJTb) KOPUIHOM KUCIOTHI B 12 MJT IUSTHIIO-
Boro a¢upa mobasisuiu 0.18 mn 41 %-Horo pacTBopa
nepokcuaa Bomopoma B 40 M M30MPOITMIIOBOTO

cnupra. IlolydyeHHYI0 cMeCh OCTaBIISIIM Ha CYTKU
npu 5°C. Macca BbITaBIINX KPUCTAJIJIOB COCTaBUIA
1.2 1 (65%). TemriepaTypa IIaBICHUS TBAXKIbI ITIepe-
KPUCTAJUIM30BaHHOTO npoaykra 192°C.

TH-AMP (CDCls): 8.02 (dd, J = 21.0, 8.1 I', 6H),
7.50 (s, 2H), 745 (d, J=1.1In1, 4H), 7.38—7.30 (m, 12H),
6.36 (d, J=15.9 T'u, 2H), 2.40 (s, 9H). 'H-AMP cHu-
maim Ha SAIMP-ciiektpomerpe “Agilent DD2 4007,
st paciinpoBKHU U MOJICIMPOBAHUS CIIEKTPOB UC-
nonb3oBanu rmporpammy MestReNowa 9.0.2 (meMoH-
CTpallMOHHAsI BEpCHsl).

HK-cnexmp (v, cm™'): 3056 (Ph—H), 2920 (CHj),
1646 (C=C), 1611 (COO), 1493, 1448, 1327 (COO),
973,770, 589 (Sb—0), 487 (Sb—C). UK-cnexTpsnl 3a-
nuceiBanu Ha npuodope “IR Prestige-21”, Shimadzu,
Anonus, B quamnaszone 4000—400 cm~'.

Uccnenyembre 06pa3bsl MOHOKPHUCTAILIOB I OBLIN
BbIpallleHbl METOJIOM 3aMEHbI pACTBOPUTEJIS U3 OEH-
30J1a U IETPOoJieitHOTO 3upa.

Penmeenocmpyxkmypnuiii anasuz. IlapameTpsl aKc-
MepyuMeHTa, KpUcTauiorpadudeckie TaHHBIE U pe-
3yJIbTAaThl YTOYHEHUS ITAPAMETPOB AaTOMHO CTPYKTY-
pbI IIPUBEIECHBI B Ta0d. 1, reoMeTpUYECKIME XapaKTe-
PUCTUKUA KOOPAWHALMOHHOIO TIOJM3Apa aTroma
CYpPbMBI — B TaoOII. 2.

ITepBuuHEI1 hparMeHT aTOMHOI CTPYKTYPhI Haii-
JIEH MPSMBIMUA METOIAMM, TMOJIOXEHUSI HEBOLOPOI-
HBIX aTOMOB OTIpEAEIEHBI U3 PAa3HOCTHBIX CUHTE30B
3JIEKTPOHHON TUIOTHOCTU Y YTOYHEHBI B aHU30TPOTI-
HOM TNPUOJIMKEHUU METOJOM HaMMEHBIIIMX KBaapa-
TOB 110 | F|? B iporpaMMHbIX KoMIuiekcax SHELX97 u
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PEHTTEHOCTPYKTYPHOE NUCCIIEAOBAHUE

Taomuna 1. Kpucraorpadudeckue qaHHbIE U pe3yJibTa-
Thl YTOUHEHUSI TTapaMeTPOB aTOMHOM CTPYKTYpHI 1

Xumuueckast hpopmyiia
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MoK,; 0.71073
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Multi-scan [10], 0.9782, 1.000
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SHELX97 [9], CrysAlis Pro [10],
WinGX [11], Mercury [12],
PLATON/TwinRotMat [13]

463

WinGX [9, 11]. ITomoxeHust aTOMOB BOZOpOIa Me-
TUIBHBIX TPYIIIT ONpeaeeHbl FTeOMETPUUYECKU U yTOU-
HeHBbI 1o Momean “HaesnHuka” (d (C—H) = 0.93 A,
U,.. = 1.5 U,,,,). KoopauHaTbl 1 U30TPOITHbIE TETJIO-
Bbl€ TapaMeTpbl OCTaJbHBIX AaTOMOB BOIOpPOIA B
CTPYKType YyTOUHEHBl 0e3 orpaHuueHuii. B xome
YTOYHEHMUS ITapaMeTPOB aTOMHOIT cTpyKTypHI I ycra-
HOBJIEHO, YTO MOHOKPHMCTAJT ObIJT ITBOMHUKOM C O0Bb-
eMHbIMU monsmu 82 u 18%, oGpaboTKa MaccuBa M-
G paKIIMOHHBIX JAHHBIX C YUETOM JBOMHUKOBAHUS BhI-
nojiHeHa B rporpamme PLATON/TwinRotMat [13].

PesynbTathl peHTreHOCTPYKTYPHBIX MCCEN0Ba-
HUIA neroHupoBaHbl B KeMOpUIKCKUit OaHK CTPYK-
TypHbIX TaHHbIX (CCDC Ne 1827712).

PE3VJIBTATBI 1 X OBCYXIEHHUE

CHUMMETPpUIHO-HE3aBUCUMBIIA (PparMeHT aToOM-
HOit cTpykTtypbl I M ee MoJekyisipHas yrnakoBKa
MpeACcTaBIeHbI Ha pUC. 1 1 2 COOTBETCTBEHHO.

ATOM CypbMbl KOOPIMHUPOBAH TPEMSI TOJUIbHBI-
MU TPYIIaMU, aTOMbI YIJIepoaa KOTOPhIX 00pa3yloT
OCHOBaHHUE MCKaXXEHHOI TpUTOHAJIbHOM OUITMpaMU-
Inbl. BeplimHamMyu OuNMUpaMUAbI SIBJSIIOTCSI aTOMBbI
KUCTIO0poAa KapOoKCUIaTHBIX JuranaoB. KoopauHa-
LIMOHHBIN TTOJIUBAP CYpbMBI B CTpYyKType I momo6eH
TPUTOHAJIBHOM OUMUpaMuIe CO CTEMEeHbIO TToa00us
®, = 0.5473(4), B TO BpeMsI KaK CTeNleHb ITOT00Ms
MOJIM3Jpa TETPAroHaJbHOU MNHUpaMule COCTaBJSIET
D = 0.3134(2) [14].

KapGokcunaTHble TUTaHAbl B TAHHOM CTPYKType
HaxomiaTcsa B yuc-kKoHurypanuu. Yrisl C—Sb—C B
ounupamuae paBHbl 109.9°, 111.0° u 139.1°; 3Haue-
HUSI C UCKaXXeHWEM OJHOIO M3 YIJIOB XapaKTepHBI
IUIST CTPYKTYp maHHoro tuma [15—21]. Ilnockoctu
(heHUTBHBIX KOJIEIl TOMIBHBIX TPYIII pacIojaraloT-
cs mon ymiamu 26.7°, 54.5° u 51.9° mo oTHOIIEHUIO
IPYyT K IPYTy, TIPU 3TOM B COSTMHEHMSIX TPHU(#1-TO-
JU)CcypbMbl [15—21] nBa U3 Tpex apuIbHBIX KOJEI]
HaxoAsATcs TPaKTUYECKU B OJHOM TJIOCKOCTHU (Yroj
MEXIy HUMU JIEXUT B mpeaesax oT 1° mo 16°), mosep-
HYTOIl OTHOCHTEJIBHO TUIOCKOCTH TPETHhEeTo KOJIbIIA
Ha yroi 58°—87°; B JaHHOM CJIy4ae 3TOT yTOJI COCTaB-
ngeT mopsiaka 50°.

B cTpykType UMerTCs YKOPOYEeHHbIE BHYTPUMO-
JIEKYJsipHbIe KOHTaKThl Sb--O(=C), ux ImMHa co-

Ta6muua 2. [musbl cBsizeii (A) u BaneHTHBIE yIIbl (Fpaj) ISl KOOPIMHALIMOHHOTO OKPYXEHHsI aTOMa CypPbMBbI B KPH-

craye I
CBs13b HnuHa Yron BenunuuHa Yron BenunuuHa
Sb—Cl1 2.100(3) C1-Sb—C8 139.06(11) C8—Sb—-01 90.40(10)
Sb—C8 2.096(3) C1-Sb—-C15 109.90(11) C10—Sb—-03 92.44(10)
Sb—Cl15 2.099(2) C1-Sb—-01 92.25(10) C15-Sb—-01 86.54(10)
Sb—01 2.118(2) C1-Sb—-03 89.57(10) C15—Sb—-03 86.79(10)
Sb—03 2.121(2) C8—Sb—C15 111.04(12) O1-Sb-03 173.32(7)
KPUCTAJIJIOTPA®USA  Tom 65 Ne 3 2020
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MYPI'MH u np.

Puc. 2. YnakoBka MoJieKyJ1 B aTOMHOi1 cTpyKType 1.

crasisteT 2.97 u 3.06 A, 4TO XapaKTEPHO IJISI COSM-
HEHUM IUKapOOKCUJIATOB TPU-HAPA-TOJUICYPbMBbI
[15—21], u He mpeBbIIIaeT CyMMY BaH-AEpP-BaabCoO-
BBIX pannycos (3.6 A) [22].

Monexynsl B KpucTtaimie I cBsizaHbI MexXIy co0oit
CJ1aObIMU BaH-lI€p-BaaJIbCOBLIMU B3aMMOJICUCTBUSI -
MU 1 00pa3yioT KaHAIbHYIO CTPYKTYpy. KaHaibl pac-
MoJI0XeHbI B1oJib HarpasieHus [010].

Paborta BeIITOIHEHa B paMKax 0a30BOI 4acTU ro-
CyJIapCTBEHHOTO 3a/IaHUSI BLICILIMM YYeOHBIM 3aBe/ie-
HUSIM M HayYHbIM OpraHu3anusiM B chepe HaydyHOI
IesaTeIbHOCTH, TTpoekT Ne 3.6502.2017/BY.
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