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TEPMWYECKOE UCCNEJOBAHUE
[{Cd(e-CsH11NO)s}.Cr(NCS)e][Cd(e-CcH11NO)sCr(NCS)e]

HO.P. MMHuaTynnuHa

U3ydeHbl rnipoueccbl mepMmosnu3a Ha 6030yxe U 8 UHepmHoU ammocghepe KOoMrsiekca
[{Cd(e-CsH11NO)5}.Cr(NCS)g][Cd(e-CsH11NO),Cr(NCS)s] mepmoepasumempuyeckum mMemodom.
Knrouesble criosa: mepmuyeckuli aHanus, kadmul, &-karnposakmam, usomuoyuaHamoxpo-

mam(lll)-uoH.
BBEOEHUE

CoeavHeHus, 0OOHOBPEMEHHO coaepxallne
B CBOEM COCTaBe HECKONbKO MeTarnsoB, SBMs-
I0TCS OOHVMMU U3 BO3MOXHbIX NPeaLIeCTBEeHHU-
KOB ANsi MOSyYeHUst normmeTanimyeckux cuc-
Tem. KoMmnnekcHble coeguHeHns kagMmusi ¢ amu-
AaMu 1 TMoaMuaamu SIBMSIOTCS MpPeKypcopamm
ONA NONnyYeHuss HaHOopa3MEpPHbIX 4YacTul Me-
TanmnoB, Ux oKCUAoB u cynbdugos. Takum obpa-
30M, paclUMpeHne accopTMMEHTa COeOUHEHUN-
NPEeKypcopoB ABMNAETCSA BaXKHOW 3adayen.

Panee Obinn nccnegoBaHbl rek-
ca(nsoTtnoumaHato)xpomatbi(lll) KOMMJIEKCOB
naHTaHomgoB c e-kanponaktamom (g-Cpl) [1]. B
NpoJoSKeHNe 3TUX MCCreaoBaHU CUHTE3NPO-
BaHO HOBOE KOMMIEKCHOE CoeanHeHne cocTasa
[{Cd(e-Cpl)s}.Cr(NCS)e][Cd(e-Cpl)sCr(NCS)q] (1)
W onpefeneHa ero Kpuctannmyeckas CTpyKTypa.
Mony4yeHHOe BeLLeCTBO MCCreaoBaHO MeToAaMm
xummyeckoro n UK cnekrtpockonmyeckoro aHa-
Nn30B.

OKCMEPUMEHTAIIbHAA YACTb

B kauyecTBe MCXOOHbIX BELLECTB AN CUHTE-
3a ObiM  MCMOMb30BaHbl  KpUCTanmnnyeckmie
CdCl,-2.5H,0, e-kanponaktam Mapok “x4”, a
Takke K3[Cr(NCS)e]-4H,O, nonyyeHHbIn no Me-
Toguke [2]. KomnnekcHoe coeavHeHve Kag-
mus(ll) ¢ e-kanponaktamom coctasa | nony4mnu
nytem cMmelleHns pa3baBreHHbIX BOOHbIX pac-
TBOPOB UCXOAHbIX BewecTB. lMpn cuHTE3e KoM-
nnekca Heobxogumo cobniogaTb KUCMOTHOCTb
cpegbl (pH>4) Bo wu3bexaHne obpa3oBaHus
Komnnekca rekcamaoTtuoumnarHatoxpomart(lil)-
MOHa C KaTMOHOM g-kanponaktamusa npu bornee
HU3KMX 3Ha4veHussx pH pacTtBopoB [3] M KOHLEH-
Tpaumto ncxogHolx pacteopoB (0.125M<C<0.5M)
BO usbexaHne obpasoBaHMsA KOMMeKca cocTa-
Ba Cd3[Cr(NCS)s]'4H,O [4] npn koHUeHTpauum
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oonee 0.5M. lMNMpun koHueHTpaumsix Hxke 0.125M
0cajoK He BbinagaeT B TedeHne 40 MyH., ganee
HabniogeHna He Benucb. BbinaBwmi ocagok
OThUNBTPOBLIBANM M BbICYLUMBANM Ha BO3gyxe
npu KOMHATHOM TemnepaType. Bbixog coctasun
60%.

Tepmudecknii aHanna coeguHeHns | Obin
npoBefeH Ha BO3OyXe U B MHEPTHOM aTmocdepe
aproHa npw ckopocTtu HarpeBaHus 10 rpag / MyH
B nHTepBane Temnepatyp 25-1000 °C Ha cuH-
XpOHHOM TepmoaHanusatope NETZSCH STA
449 C Jupiter.

Ons cHatna UK cnekTpoB nony4veHHble co-
evHeHus 3anpeccoBbiBanu B Tabnetkn ¢ KBr.
PesynbTatbl pernctpupoBanu Ha WHdpakpac-
Hom ®ypbe — cnektpomeTtpe System — 2000
dupmbl “Perkin - EImer”.

PE3YINbTATbI U UX OBCYXOEHUE

Mpy HarpeBaHWM g-kanponakTama Ha Kpu-
Bon [TA HabniogaeTcs gBa adpdpekTa: nepsbii
npu 69 °C, He comnpoBOXAalLMACA MOTepen
Maccbl obpasua, COOTBETCTBYET MMABMEHUIO
BelecTBa, BTOpon npu 262 °C oTpaxaeT npo-
LeCC KMneHus, B pesyrbTaTte KOTOPOro npoucxo-
OWT nonHas noteps maccol [5].

Mpoueccbl Tepmonusa Ki[Cr(NCS)g]-4H,O
B aTMocdepe renvsi xapakTepuayrTcs psiaoMm
acpekTtoB Ha kpusbix OTA, OTT n TI. BHavane
NPONCXOAMUT CTyNeH4YaToe oTLLEenneHne Monekyn
Boabl. INMpu 200 °C noTeps mMaccbl cocTaBnset
9.64 %, yTO cooTBETCTBYET yaAaneHuto 3.16 Mo-
nekyn Boabl. MNMpu Temnepatype 269.9 °C noteps
maccel coctaenseT 15 %. MNonHomy yganeHuo
BOAblI COOTBETCTBYeT noTepsi maccbl 12.22 %.
OQHOBpPEMEHHO C MOMHbIM - 06e3BOXMBaHMEM
HaYMHaAETCS pasfnoXeHNe aHWOHHOW YacTu KOM-
nrnekca, KOTOPoe HOCUT CTyMneH4yaTbI XxapakTep.
BmecTe ¢ npoueccamu TepmoaecTpykuum npo-
TeKalT peakuMM B3aUMOLENCTBUSA MPOAYKTOB

[MOJI3YHOBCKUW BECTHUK Ne 4-1 2011



TEPMWUYECKOE UCCNEAOBAHWME [{Cd(e-CoH+11NO)s},Cr(NCS)6][Cd(e-CsH11NO),Cr(NCS)e]

TepMonun3a, XxapakTepuayLimecs ak3oTepmuye-
CKkMMK acbdpekTamm B MHTepBane Temepartyp 600
— 1000 °C, npu aToM npogospkaeTcs nraBHasi
noTepsl Maccbl UCXOOHOrO BellecTBa, COCTaB-
naowasn 59.58 % npn 999.3 °C [5].

KpuBble HarpeBaHus coeauHeHus | npea-
CTaBrieHbl Ha pUCYHKe 1.

T ACK fmBrinr)
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PucyHok 1. KpvBble TEPMUYECKOTO PasoXeHUs! Ha
BO34yXe KOMMNeKca cocTaBa
[{Cd(e-Cpl)s}2Cr(NCS)s][Cd(e-Cpl)aCr(NCS)g].

M3meHeHne macchl BelecTBa B UHTEpBarne
Temnepatyp 25 — 100 °C cBs3aHO ¢ yganeHuem
rmrpockonuyeckon soabl. Maccosas gons rurpo-
CKOMUYECKOW BoAbl, ONpeaerneHHas no pasHocTu
Maccbl HaBeCKM UcCcrnefyemMoro BellecTsa [0 U
nocne npokanueaHus o Temnepartypbl 105 °C
coctaBnget 1,31%.

BewyecTtBo | Ha BO3Qyxe U3MEHSIET OKpacKy
N3 CMpPEHeBOW B TEMHO-3EMeHylo npu Temnepa-
Type 120 °C. 10T nepexon sBnAeTca Heobpa-
TUMbIM W He COMPOBOXAAETCA W3MEHEeHNeM
Maccbl obpasua. JHgoTepMmumyeckun ekt
npu 120 °C cBs3aH Cc paspylleHMemM MOCTUKOB
Cd — SCN - Cr, 4To nogTBEPXKOEHO CPaBHEHMEM
WK cnekTpoB uccnegyemoro BeLlecTsa Ao W rnocne
NpoKanmBaHus (CM. PUCYHOK 2 Y PUCYHOK 3).
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PucyHok 2. UK cnekTp coegmHeHns
[{Cd(e-Cpl)s}2Cr(NCS)6][Cd(e-Cpl)4Cr(NCS)s].

[MOI3YHOBCKMN BECTHUK Ne 4-1 2011

Ha WK cnekTtpe obpasua, npokaneHHoro Ao
Temnepatypbl nnaenenunss (120 °C) octatotcs
OCHOBHbIE€ MOMOChI MOMMOLWEHNS n3oTmounaHaT-
HbiX (U(CN) = 2077 cm”, u(CS) = 869 cm’,
S(NCS) = 482 cM") U KapBOHUMBHBLIX Tpynn
g-kanponaktama (u(CO) = 1614 cm™), B TO Bpe-
MS Kak OTCYyTCTByeT Mofioca CO 3HayeHuem
2123 cMm™, uTo cBuaeTenbLCcTByeT 06 ncyesHoBe-
HUWN MOCTMKOB.
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PucyHok 3. UK cnekTp coeguHeHus
[{Cd(e-Cpl)s}2Cr(NCS)s][Cd(e-Cpl)sCr(NCS)s], npoka-
TNIEHHOro A0 TeMnepaTypbl NAaBneHus.

Psaa ak3oTepMuyeckmx apekToB B UHTEP-
Bane Temnepatyp 240 — 580 °C obycnosneH
pasnoxeHWeM MOJieKyn Kanponaktama u nocne-
OyoLwnm paspyLieHnemM MoHOB [Cr(NCS)6]3'.

3AKIIOYEHUE

PaspaboTaHbl ycnoBus cuHTE3a COeauHe-
Hua |. YcTaHOBNEHO, YTO NOSyYeHHbIN Heopra-
HU4YeckMin nonumep obnagaetr HeobpaTUMbIM
TEPMOXPOMUIMOM.
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