CUHTE3 U KPUCTANNNYECKASI CTPYKTYPA
FEKCA(M30TUOLMAHATO)PEPPATA (Il1)
OKTA(OUMETUNCYNb®OKCU) BUCMYTA (1)

E.I". T'ym6puc
lMonyyeH  UOHHBIL ~ bumemarnnuyeckuli  CMewaHHOU2aHOHbIU  KOMIIIeKC  cocmaea
[Bi(AMCO)g][Fe(NCS)¢]. Kpucmannel eewecmea mpuKiuHHbIe, np. ap. P-1, a:11.2368(4g,

b=11.4063(4), c=21.0711(9) A, a=92.9520(10)°, 8=99.9430(10)°, y=111.9290(10)°, V=2447.69(16) A°,
Z=2, gy =1.680 2/cm’. KoopOuHayuoHHbIl nonuadp sucmyma rnpedcmasnisem cobol UCKaXKEeHHYH
KeadpamHyto aHmurnpu3aMy ¢ rneperoMiaeHHbIMU keadpamHbiMu epaHamu. [nuHsl cesasel Bi—O esapb-
upytom e rpedenax 2.368+2.582 A. KoopAuHauyuoHHOe OKpyXeHue amoma xesnes3a — criabo UCKaXeH-

HbIl 0kmaadp, dnuHbl ceaseli Fe—N Haxodsimesi 6 unmepsane 2.058-2.069 A.
Kntouesbie crioga: KOMIMIEKCHoe coeduHeHue, sucMym, Xese3o, dumemursicynbgokcud, peHm-

2eHOCMPYKMYypHbIU aHanu3, MOHOKpucmarisn
BBEOEHUE

BumeTtannuyeckne  cmellaHHoONMraHgHbIe
KOMMMeKCbl NpeacTaBnseT MHTepec B KayecTsBe
OCHOBbI AfS CMHTEe3a fnekapCTBEHHbIX npenapa-
TOB, KPACcoK, TepMonHankaTopos [1].

CoeovHeHns, B COCTaB KOTOPbIX BXOAWUT
aHWOH [Fe(NCS)6]3', Mano wu3aydyeHol. B Kewm-
Opugxckon 6ase CTpyKTypHbIX AdaHHbix (KBC[)
[2] npuvBendeHbl CTPYKTYpPHbIE XapaKTEPUCTUKN
BOCbMW CO€OMHEHUA C aHWOHOM [Fe(NCS)e]s' n
OpraHM4yeckUMM KaTuMoHaMK, CTPYKTypbl Oume-
TannM4yeckux coeanHEHNN He N3BECTHbI.

B paHHom paboTe npegcrtaBneHa CTPYKTY-
pa HOBOTO coefuHeHuns - rekca-
(n3otmoumnarato)dpeppata (lll) okra(gumeTwn-
cynbdokcmaa) BUCMYTa (1 cocTtaBa
[Bi(AMCO)s][Fe(NCS)g].

OKCNEPUMEHTAJIIbHAA YACTb

B KayecTBe UCXOAHbLIX BELLECTB UCMOSb30-
Banu NaSCN, Bi(NO3)3'5H20, Fe(NO3)3‘9H20
KBanudukaummn «4.g.a.», AUMeTUncynbgokeus
(OMCO), aueToH MapKkn «X.4.».

CvHTE3 KOMMNMNEKCHOTO COeAVHEeHWs Benu
Nnpyv KOMHaTHOW TemnepaType B HECKOMbKO CTa-
aun. Ha nepBon cTaguu cuHTe3a nonyyanu
Na3[Bi(SCN)e¢] (1) no m3ssectHon meTtoaumke [3].
Ha BTOpOomM 9Tane cuHTe3a  nonydyanu
BiFe(NCS)s (2) obpaboTkon aLeToHOBOro pac-
TBOopa 1 aueToHOBbIM PacTBOPOM HUTpaTa xe-
nesa (Ill) B3aTbIX B CTEXMOMETPUYECKUX KONMYe-
ctBax, ocagok NaNO; otaensanu dounbTpoBaHuU-
eM. Ha sakniouutenbHOW CTaguMu CUHTE3a Ha-
Becky 2 pactBopsnu B nsbbitke JMCO. U3 no-
NyYeHHOro pacTBopa Mpu NU30TEPMUYECKOM UC-
napeHnn JMCO 6binu nonyyYeHbl MOHOKpUCTan-
nbl coegunHenus [Bi(OMCO)g][Fe(NCS)g] (3).
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AHanus Ha cogepxaHue xenesa n BUCMyTa
BbIMOMHEH HAa PEHTreHOMNyOpPeCLEeHTHOM Kpu-
cTann-gudpakuMoOHHOM  CKaHMPYIOLLEM  Chek-
TpomeTpe «CIMNEKTPOCKAH».

HanpeHno, %: Fe 4.43; Bi 16.69. [Onsa
CxoHasBiNgFeOgS14 BbluncneHo, %: Fe 4.52; Bi
16.88.

MK cnektp coeguHeHusi CHAT Ha WHdpa-
KpacHom ®ypbe-cnektpomeTpe Perkin-Elmer
2000 c dhoToakycTuyecknm petektopom MTEC
Model 200 B maTpuue KBr.

CTtpoeHure coeMHeHns 3 yCTaHOBIIEHO Me-
TOOOM PEHTFEHOCTPYKTYPHOrO aHanmM3a MOHO-
kpuctannos. Kpuctannorpaduyeckme xapakre-
pUCTUKN U AeTanu AnpPakLMOHHOIO 3JKcnepu-
MeHTa npuBedeHbl B Tabn. 1. Bce namepeHuns
nposefeHbl NO CTaHAApTHOM MeToauKke Ha aB-
TOMaTUYECKOM  YeTbIPEXKPY>KHOM  AndpaKkTo-
meTpe Bruker-Nonius X8Apex, OCHaleHHOM
AByxkoopauHaTHeiM  CCD  pgetekTopoMm, npu
Temnepatype 90.0(2)K (ons ycTpaHeHusa pasy-
nopsigoyeHHoctn monekyn AMCO) ¢ ncnonbeso-
BaHMeM u3nyyeHuss monubaeHoBOoro aHopa
()\=0.71073A) n rpaduToBOro MOHOXpOMaropa.
MMornolieHne y4TeHO aMNUPUYECKM No nporpam-
me SADABS [4]. Crtpyktypa pacwudpoaHa
nNpsMbIM MEeTOAOM W YTOYHEHa MOoSIHOMAaTpuY-
HbiM MHK B aHM30TponHOM Ans HEBOOOPOAHbLIX
aTOMOB NPUBNXEHUN MO KOMMIIEKCY Nporpamm
SHELX-97 [5].

PE3YIIbTATbI U UX OBCYXOEHUE

KomnnekcHoe coeguHeHue 3 npeacTtaBns-
eT cobol KpucTannuyeckoe BeLLECTBO KpacHO-
KOPVYHEBOTO LiBETA, YCTOMYMBOE Ha BO3QYyXe, HO
pasnararwowieecs npu ANUTENbHOM KOHTakKTe C
BOLON.

10J13YHOBCKMN BECTHMK Ne 3 2010



CVHTES N KPUCTAJNTNMNYECKAA CTPYKTYPA TEKCA(M3OTUOLIMAHATO)DPEPPATAC(III)
OKTA(AMMETUNCYIb®OKCKO) BUCMYTA(IIN)

Tabnuua 1 [Fe(NCS)6]3' MMeeT OKTasgpudeckoe CTpOeHMe.

ATOM >enesa B aHWOHE KOOPOWHMPOBAH LUe-

Kpuctannorpadudeckne xapaktepucTmku n ge- CTbIO0 M30TMOLMaHaT-MoOHaMK C paccTosHuem Fe
Tanu aAnpakLMOHHOIo 3KCNepuMeHTa — N B uHTepBane 2.059(7) — 2.068(8) A. 3tu
pacctosiHns cornacHo KBC[I [1] B nmoaobHbIx

Md)opmyna C2zHagBiNeFeO03S1 aHvoHax [Fe(NCS)e]* [9,10] cocTaBnsieT 2.045 —
on. macca 1238.33 2061 Au2063A
Temnepartypa, K 90.0(2) ) ) )
Manyyenue (A, A) MoK, (0.71073)
CUHroHus TPUKINNHHaA
Mp. rp. P-1
Z 2
a, A 11.2368(4)
b, A 11.4063(4)
c, A 21.0711(9)
a, rpag. 92.9520(10)
B, rpaa. 99.9430(10)
y, rpag. 111.9290(10)
v, A 2447.69(16)
Pebiys F/CM3 1.680
F(000) 9144

Pasmep kpuctanna
(Mm)
O6nacTtb cbopa aaH-

0.16 x 0.093 x 0.069

1.94-27.30
HbiX no 6, rpag.
WHTepBanbl nHaex- -14<h <11, -12<k <14, -
COB OTPaXKEHUN 27< 127
Mamepe:gﬁomame- 24852 PucyHok 1. CTpoeHue kaTvoHa [Bi(DMSO)g]**
He3aBVICVIMij oTpa- 10930 Kpuctannuyeckad ynakoBka conu npeg-
KEHMM CTaBrneHa Ha puc.2, B YyrNakoBKE MOXHO Bblae-
OTtpaxeHuii c | > 8088 (R = _
(Rin=0.0491) NNTb CNOW Kak OAHOUMEHHbIX, Tak U pa3HOUMEH

26(1)

MeTog yTouHeHus

— HbIX MOHOB.
MonHomaTpuyHbIi MHK

no F2
488

YUncno yTouHseMblix
napameTpoB

OcCHOBHbIE 4acTOThbl MOMOC MOrMOLWEHUsA B
UK cnektpe (V(CN)=2066.9; v(S0O)=937.5;
v(CS)=756.3; v(CS)=706.3; 5(NCS)=475.6 cm™)
CBUOETENbCTBYOT O TOM, YTO KOMMNIIEKC ABMASeT-
€S n3oTmaumaHaTHbIM, a cBs3b Monekyn OMCO
C KomnnekcoobpasoBaTenem ocCyLlecTBnseTcs
Yyepes aToMbl kucnopogaa [6].

PeHTreHoCTpyKTypHblE MCCReaoBaHUs Mo-
Kasanu, YTo KOMMMEKCHOe coeauHeHne 3 NOHHO-
ro Tuna, COCTOUT U3 KaTuoHa [Bi(ﬂMCO)g]3+
(puc.1) n aHnoHa [Fe(NCS)G]S'. B anemeHTapHoM
AYenKe HaxoasTca kpuctannorpaduyeckn Hesa-
BMCMMblE KaTMOH M OBa aHMOHa. ATOM BUCMYTa
B KaTMOHE KOOPAMHUPOBAH BOCEMbIO MOJSEKyna-

M OIMCO c¢ pacctosHmnem Bi — O B uhTepsane PucyHok 2. Kpuctannuyeckas ynakoska
2.368(2) — 2.582(5) A. CornacHo KBC[ [1] B no- [Bi(DMSO)g][Fe(NCS)s]
[OGHLIX KaTuoHax [Bi(DMSO)]** [7,8] paccTos-

Hue Bi — O cocTtaBnseT cooTBeTCTBEHHO 2.391 — 3AKITIOYEHUE

2.470 A n 2.352 — 2.487 A. KoopavHaLMOHHbIi
MONMaap BUCMYTa MOXHO ONMCaTh KaK UCKaXeH- PaspaboTaHa MeTOmMKa M MONYNEHo U
HYIO KBA[DATHYIO AHTUMPU3MY C MEPEMOMNEH-  ocrnoos KOMMIEKCHOE coeanHeHe

HbIMW KBagpaTHbIMWU FPaHAMMU WU PACCTOAHUAMU Bi(IMCO)-I[Fe(NCS).].
0O...0 B wuHTepBane 2.762 — 3.397 . AHUWOH [BiA JallFe( )el
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NYMBPUC E.T.

MokasaHo, 4TO cBA3b MoHa BucmyTa (lll) ¢
OpraHM4yeckum nuraHgom OCYLLEeCTBNAEeTCa 4e-
pes3 aToM Kucnopoaa, a cesAsb noHa xernesa (l1l)
C N30TMoLMNaHaT-MoHOM 4Yepes aTom a3oTa

ABTOp BblpaxaeT rnybokyto 6narogapHocTb
3a nomouwb B npoeegeHun PCA Kk.x.H. Buposuy
A.B. n k.x.H. NepecbinkmHon E.B.
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CUHTE3 N PU3UKO-XUMUYHECKOE UCCIIEAOBAHUE
TETPA(MSOTUOLMAHATO)AUNAMMUHXPOMATA(III)
e-KAMPOJTAKTAMUA

N.B. NcakoBa

CuHmesuposaH u uccriedosaH HOBbIU MPOMOHUPOBaHHbLIU KOMIIEKC &-Kanponakmama ¢ mem-
pa(uzomuoyuaHamo)OuammuHxpomam(lll)-aHuoHom. CoeduHeHue u3y4eHO Memodamu XUMUYECKO20,
UK crnekmpockonu4eckoz2o, mepmMozpaguMempuUy4ecKo20 U PEHM2EHOCMPYKMYPHO20 aHanu30e.

Knroueebie criosga: e-karnposnakmam, KOMneKkebl xpoma, UMK cnekmpockonusi, mepmonus, oucg-
hepeHyuanbHO-MepMUYecKUll aHanu3, peHmMaeHoCmMpPyKMYypHbIU aHanus.

BBEOEHUE

Xvmust rekca(nsoTtnoumanar)xpomart(lll)-
aHMoHa M3y4YeHa JOCTATOMHO XOPOLUO, onpefe-
NeHbl CTPYKTYPbl LUMPOKOTO Kpyra KOMMMEKCHbIX
COeQVHEHMIN, B TOM 4YUCIIEe KOMMSIEKCOB, COOep-
Xawmx B CBOEM COCTaBe g-Kanposiaktam, Kak
nurang [1,2]. BO3aMOXHOCTU MCMNONb30BaHNUS CO-
nnm  PenHeke (NHZ)[Cr(NH3)>(NCS)4'H,O, Kak
aHWOHHOIO KOMMIieKca, B NPSIMOM CUMHTE3e reTe-
pobumMeTannnyecknx CoeamHeHUn xpoma nayde-
Hbl HegocTaToyHo. PaHee coobwanocs o co-
eMHeHnN cocTtaBa
[e-CsH12NO]5[Cr(NCS)g]-3(e-CeH11NO) (1), obna-
aarowemMm obpatnmbiM Tepmoxpommnamom [3]. Mo
AaHHbIM - Kembpumpkckon 6asbl  CTPYKTYPHbIX
AaHHbIX KOMMMeKc | 9BnseTcs B HEN eAMHCTBEH-
HbIM MpeacTaBUTENEM, COAEPXAaLLMM B CBOEM
CcoCTaBe MOH €-Kanponaktamus. B cBsiau ¢ aTum
NPeacTaBnsno MHTepec NofyYyeHne HOBOro KOM-
NIEKCHOro coefMHeHns coctaBa
[H(e-CsH11NO)][Cr(NHz)o(NCS),]. (II).

Llenbto gaHHOM paboTbl SAIBNSANOCH — CUH-
Te3, aHanuM3 n (pU3nKO-XMMUYECKOE MccreaoBa-
Hue TeTpa(usoTuoumaHaTo)anammHxpomaTta(lll)
€-KanponakTamusi.
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OKCNEPUMEHTAJIbHAA YACTb

CunTe3 B 50 cm® Boabl pacTopsinu 3,52r
(0,01 MOrb) KOMMMEKCHON conu
(NH4)[Cr(NH3)2(NCS),4]'H,O n gobasnsanu npeg-
BapuTENbHO MOAKUCIEHHbIM A0 pH 3 BOAHBIN
pactBop, cogepxawmn 2,26 r (0,02 wmonb)
g-kanponakrama. BbinaBwunn ocagok oTgunbT-
poBbIBanu, NPoOMbIBanNn XonoaHOW BOAOW U Bbl-
cywmBanu Ha Bo3ayxe. Beixog coctasun 76%.

Ananua. CoctaB coegnHeHUs YCTaHOBIEH
XUMUYECKNM aHanmM3oM Ha KOMMoHeHThI [4]. Co-
nepxaHune penHekaT-aHnoHa [Cr(NH3),(NCS),]
onpefensanu rpaBUMETPUYECKN OCaxXaeHUEM
HUTpaToM cepebpa [5]. KonnyectBo yrnepoga m
BOJOpOAa YCTaHOBIIEHO MO CTaHOapTHOW MeTo-
OuKe CXuUraHnem HaBecKu B TOKe Kucropogaa [6].

[Cr(NH3)2(NCS)4] C H
HawnpeHro, % : 58,00 35,22 5,29
,D,J'Iﬂ ClGHzgcr
N30254 Bbl- 58,27 36,45 5,3

yncneHo,% :
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