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T'UAPOTEPMAJIbHBII CHHTE3 COEUHEHUIT COCTABA Caz+CdxSb:07 CO

CTPYKTYPOM MMPOXJIOPA
Peymoea O.B.Y, Peovkun A.d.?
"MockoBckuit rocyaapcTBeHHbl yHuBepcuteT uM. M.B. JlomoHocosa, Mockaa, Poccus,

reutova.olia@yandex.ru
2MIHCTHTYT SKCIIepUMeHTaNbHOM MuHepanoruun PAH, Uepnoronoska, Poccus

Amnnoramusa. Coenunenust coctaBa Cd2Sb207 u CaCdSb207 co cTpykTypoi mpoxJsiopa Obuin
MOJyYeHbl  TMAPOTEPMAlbHBIM  CHHTE30M. [l MOJYYEHHBIX KPHUCTAIOB  NPOBENEH
peHTreHo(ha30BbIi aHAIN3, OTIPEIEICHBl TapaMEeTPhl HIEMEHTAPHOM SYEHKH U TOTy4eHbl CHUMKH
Ha 3JIEKTPOHHOM CKaHUPYIOIIEM MUKPOCKOIIE. Y CTAaHOBJIEHO, UTO U3 cMecei, coaepxanux Ca2+
npu 8000C u maBineHum 2 kbap ycrtoitumBo oOpasyercs BeOeput. [lomoOHbIE coeamHeHUs
(pomenTsl W BEOEPUTHI) PACCMATPUBAIOTCS B KadeCTBE IEPCIEKTUBHBIX MAaTEPHAlOB JIJIs
M3TOTOBJICHHS MOTynpoBOAHUKOB (Biao-Rong 1988, Zarbin & Alves 1994), B cBsi3u ¢ uem oHU
UHTEPECHBI [T N3yUCHHUSL.

KitoueBbie coBa: ruipoTepMaibHbIil CHHTE3, CTPYKTYpa MUPOXJIOpa, TPYIIa poMeuTa

HYDROTERMAL SYNTHESIS OF Caz-xCdxSb207 COMPOUNDS WITH
PYROCHLORE STRUCTURE

Reutova O.V.1, Redkin 4.F.2

'M.V. Lomonosov Moscow State University, Moscow, Russia, reutova.olia@yandex.ru
’Institute of Experimental Mineralogy Russian Academy of Sciences, Chernogolovka, Russia,
redkin@iem.ac.ru

Abstract. Compounds of the composition Ca2Sb207 and CaCdSb207 with pyrochlore structure,
were obtained by the hydrothermal synthesis. For the crystals obtained, the XRD analysis was
performed, the parameters of the unit cell were determined and the images were obtained on an
electronic scanning microscope. It was found that weberite stably forms from Ca2+ bearing
mixtures at 800 oC and 2 Kb. Such compounds (romeite and weberite) are considered as promising
materials for semiconductor production (Biao-Rong 1988, Zarbin & Alves 1994), and they are
interesting for study.

Key words: hydrothermal synthesis, pyrochlore structure, romeite group

[To coBpeMeHHOI MUHEpanoruueckoi kiaccuukaluu COeAMHEHUs ¢ 001el popmysoit As.
mB2X6-wY 1-n, KPUCTAJUIU3YIOLTUECS B CTPYKTYPHOM THII€ MTHPOXJIOpa, OOBEAUHSIOT B HAATPYIITY
nupoxiopa (Atencio et al. 2010). CtpykTypHbIii Tun (np. rpynna Fd3m) B 001eM BUIE MOKET
OBITh TPEJCTABIIEH KaK J1Be TPEXMEPHBIX MepecekaroImuxcs cetu u3 ueneit BXs-okTasapos u
AXg—monmmaipoB (st katnoHoB B mno3uiuu A KU=8, B mosummu B KY=6). B mnpenenax
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HaJATPYIIIBI BBIIEISETCS TPYIINa pOMENTA, BKIIOYAOIIas COSTUHEHNUS, I71e IO3ULNI0 B 3annMaior
KaTHOHBI Sb>".

B nannom uccrienoBanuy NpoOM3BOAUIICS THAPOTEPMAIIbHBII CHHTE3 POMEUTOB C KATHOHAMU
Ca®" u Cd*" B mo3umuu A B pa3THYHEIX COOTHONIEHHUAX. B pannux mybmukamusx (Zarbin & Alves
1994, Brisse et al. 1972) coo0mianoch, 4To ATH COSAMHEHHUS MOKHO TOJYYUTh MMyTEM OOMEHHBIX
peakuuii Mexay cypbmsiHon kuciotoir HoSbyOe:1.5H20 u consimu metanos. Takxke coodmanock
00 ycnemHoM cunTe3e Cd2Sb2O7 co cTpykTypoit poxiiopa myTéM TBepaoda3Hoil peakuu 13
okcugoB CdO u Sb20O3, B TO BpeMsi Kak MONBITKA CHUHTE3MPOBaTh 3TUM MeTojoM CaxSboO7
NPUBOAMIM K OOpa3oBaHUIO COCIUHEHHs CO CTPYKTypoil BeGepura (Brisse et al. 1972).
Wcnonb3oBaHHbII B fgaHHOM paboTe TUApOTEepMaibHBIA METOJ, B OTJIMYHME OT MeEToj]a
TBepA0(ha3HbIX peakiui, co3naéT cpeay Uil aKTUBHOIO MAacCOMepeHOoca U MO3BOJIET CBECTH K
MUHUMYMY KOJIMYECTBO HEMPOPEArupOBABIINX KOMIIOHEHTOB, @ HEOOJIbINAs POIOJKUTEIIBHOCTD
SKCTIEpUMEHTOB (24 U 12 4acoB) MoO3BONSET MPEIOTBPATUTL BoccTaHoBIeHHe Sb" 10 Sb*' B
00pa3yroIMUXCsl COSTUHEHUSIX.

B kauectBe mpexkypcopoB ucrnoib3zoBanuch okcuasl CaO, CdO u Sb2Os. beuto npoBeneHo
JIBE CEPHHU OIBITOB: B IEPBOM U3 MOPOILKOB OKCHUAOB ObLIO MIPUTOTOBIECHO 3 CMECH, OTBEYAOLINX
crexuomeTpuu CaxSbr07, CaCdSb20O7 nu Cd2Sb207; Bo BTOpO# cepun cMecu COOTBETCTBOBAIIU
crexuomeTpun CaxSbr07, CaCdSb207, CagsCdisSba0O7, CaisCdosSboO7. CuHTe3 KpHCTaLIoB
NPOM3BOIMIICS B 3aasiHHBIX TUIATHHOBBIX aMITyJlaX Ha THAPOTEPMAIbHON YCTaHOBKE BBICOKOTO
nasnenus YBJI-M. [{ns nepBoii cepun ONbITOB JJIUTEILHOCTh SKCIIEPUMEHTA cOCTaBmUiIa 22 yaca
npu temneparype 800°C u naBineHun 2 k0ap, JUisl BTOPOM CEpUHM BpeMs SKCIEpUMEHTa ObLIO
COKpalIlleHo 710 12 yacos.

[IpoaykTsl OMBITOB MpEACTaBICHBl MEIKUMH KpucTaiiamu 2-10 MKM OjenHO-3el1E€HOTO
nBera a1 CdoSboO; m Oemoro mnBera IS COCIWHEHUM, COIEPKAITUX Ca?" u Cd*.
PentrenodazoBslii ananmm3 o6pasnos (puc.l) mpoBeneH Ha MOpomKoBoM audpakromerpe Bruker
D2 PHASER B DM PAH wunxenepom-ucciengonareneM Jlokunoi Tatesinol HukonaeBHOI.
Cnémka Benace Ha nznyyennn Co-Kao npu 6=5-40°. Ha ocHOBaHMM JTaHHBIX PEHTT€HOTpaMM ObLITH
paccuuTaHbl apameTpsl dnemMenTapHon ssaeiiku (I195) ns atux coequnennii (Tabm. 1).

Taoauna 1. II9S coexnnenuii, moayuyeHHbIx B cucteMme CazxCdxSb207 npu 800°C u 2 k6ap B Boje.
JauTeIbHOCTDH ONBITOB cOCTaBJIsLIAa 22 (HOMepa 0e3 MeTkH) U 12 (MeTKa - *) yacoB.

Ne Cocras a9 bo Co
R3 CdzSb,0 10.264(3)
R31* CdzSb,07 10.267(3)
RS Cd, 5Cag.5Sb07 10.28(2)
7.263(3) 10.230(3) 7.444(3)
R1; T<800°C? CdCaSh,0, 10.277(4)
R11 CdCaSbh,0, 7.281(3) 10.252(3) 7.459(3)
R12* CdCaSbh,0, 7.272(3) 10.250(3) 7.447(2)
R6 CdosCa;5Sb,0 7.276(3) 10.248(3) 7.455(3)
R41* Ca,Sbh,05 7.248(3) 10.307(3) 7.458(3)
R411* CaSb,0 7.284(3) 10.296(3) 7.433(3)

CornacHo nuteparypasiM naHHbIM (Brisse, 1972, Irfan, 2018) mis pomentra Ca2Sb207
natotcst 3HaueHns a0=10.321(8)-10.324 A, a g Cd2Sb207 a0=10.18-10.27 A. Jlaunsie 11251
MTUPOXJIOPOB FPYIIIIBI POMEHUTA KOPPEITUPYIOT C HOHHBIMH PaINyCaMH KATUOHOB B MO3UITUH A JIJIs
Ca2+ r=1.26 A, gna Cd2+ r=1.24 A (Shannon, 1976). OTMeTHM, 4TO U3 BCeX CMecei,
comepxamux Ca2+ mpu 8000C u 2 xOap oOpasyeTcsi BeOSpUT C MmapaMeTpaMu dJIEMEHTapHOM
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staeiiku (a0, b0, c0) mpencraBneHHbIMU B Ta0. 1. VIcKITFoUeHUEM SIBIISIETCS OTIBIT, TPOBEICHHBIN
co cmechto CaCdSb,07, B KOTOpOM amIysia ¢ PEakIMOHHONW CMEChIO MOTJja HaXOIUThCS TPH
T<800°C.

HccnenoBanusi MPOOYKTOB OIBITOB, BBINOJHEHHBIE HA AJIEKTPOHHOM CKaHHPYIOIIEM
mukpockorie TESCAN VEGA 11 XMU B DM PAH cuc Hekpacossim Asiekceem Hukonaesuuewm,
nokazanu, 4to kKpuctamuibl CdaSb2O7 mpenctaBneHsl OKTadApamMM - TUIOUYHOW (opMoH
MUPOXJIOPOB, TOTJA KakK KprucTauibl Ca-coaepkaiux BeOSpUTOB UMENN OKpyrayto hopmy (pEdpa
OKTa’pOB CTJIaKEHBbI).

Hns o6pasua CdaSboO7 mpoBeneHO HccaeI0BaHUE METOJIOM PEHTICHO-(POTOAIEKTPOHHON
cunekrpockonuu (PO®IC) B UDTT PAH nok. ¢dmuH HMonoBeiM Anzpeit Muxaiinosuuem. B
0030pHOM CHEKTpE MPUCYTCTBYIOT JUHUU xapaktepHbie a1 Cd, Sb u O. PaznokeHue criekTpoB
Sb 3dsp coctosuus (530.0£1.5 5B) Ha coctapnsiomue (Sb¥*, Sb>") sarpynsen, T.x. nuHuA
kuciopona O 1Is mpu sHeprum cBsizu 531.4 5B, xapakrepHas i aacopOaTHBIX COEIMHEHUN
(TOBEpXHOCTHBIX 3arps3HeHMid), W JuHUA npu 529.7 5B, xapaktepHas Uil OKCHJOB,
HAKJIaIBIBAIOTCS HA JIMHUU CYPHMBI.

IIpoBeaeHHbIe HCCIIEN0BAHUS MOKA3alM, YTO OKCHIHbIE POMEHTHI, colepxkaime Ca’’, He
ycroituuBsl mipu 800°C u 2 kOap u mpeBpalaroTcss B BeOepuThl. Mbl J10IMycKaeMm, 4To 001acTh
ycroitunBoctd Ca-Cd pomenToB pacmonokeHa npu Oojiee HU3KHX TeMIlepaTypax H, WM,
HEOOXOAMMBI PACTBOPHI COJIEH, CO3AIONIUE ICTIOYHYIO CPEY.
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PucyHnok 1 - PentreHorpamMmmbl npoayKkToB onbITOB: R41 - Ca:Sb207; R6 — Ca1.5Cdo.sSb207; R11 -
CaCdSb207; R1 - CaCdSb207; R5 — CaosCdi1.5Sb207; R3 — Cd2Sb207.
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