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M3ydeH mpoliecc crMHTe3a TekcaruapokcoctaHHaTa 6apust BaSn(OH)g, a Takke ero repMmdeckast ae-
CTPYKIIMS ¢ obpa3oBaHueM cTaHHaTta 6apusi BaSnO;. [TokazaHo, 4yTo HanboJlee MHTEHCUBHOE pa3JioxkKe-
nue BaSn(OH)g npoucxoaut B remmnepatypHoM nHtepBaiie 200—650°C. Kpucramumsaius BaSnO3 mipo-
TeKaeT B y3KOM aurana3oHe temmeparyp (650—675°C), a MaKCMMYM COOTBETCTBYIOIIETO 9K30TEPMUIECKO-
ro addekra pacnosnioxet rmpu 667°C. YcranosneHo, uto npu 500°C BaSn(OH)g mosiHOCTEIO pasiaraercst
(B TeueHune 60 MUH) ¢ 0Opa30BaHUEM PEHTTeHOAMOP(MHOTrOo IOpoLIKa. B ycI0BHIX BbIAEPKKY MaTepyaia
npu 600°C (60 MMH) IPOMCXOAUT KPUCTA/UIM3aLMs cTaHHATa 6apust BaSnO3 co cTpyKTypoii IepoBCKM-
ta. Comep:Kkalasics B COCTaBe MOJYIMPOAYKTa KpUCTa/LIMYecKasl IpUMech KapOoHaTta 6apuysi COXpaHsSIeTCs
Bru10TH 10 600°C, a mpu Temrmiepatypax ot 700°C popmupyercs onHodasHbIii BaSnO3. Temmepatypa Kpu-
CTaJUIM3allM1 CTaHHATa 0apusi MOXET ObITh CHIKeHa Ha 50—75°C 3a cueT TepMUYECKO BBIAEPXKKHU TO-
poika B TedyeHue 40—60 MuH. B ycnoBusax Beiaepxkku moaynpoaykta mpu 600°C B TeueHue 60 MuH o6pa-
3yeTcs CTaHHAT OapysI CO CPeTHNM pa3MepoM KpUCTALTUATOB 21 + 2 HM, a mpu 700°C nMeeT MecTo He3Ha-
YUTEIbHOE YBEJIMUECHUE TaHHOTO napameTpa (mo 22 + 2 uM). C poctoM Temrreparypsl 10 1000°C uHTEeH-
cuduIpyeTcs MpoLece YKPYIMHEHU KpUCTAIUTOB (10 34 + 3 HMm). [TonydeHHbI mopoinok BaSnO3, mo
JTAHHBIM PACTPOBOM 3IEKTPOHHOI MUKPOCKOITUM, COCTOUT U3 MUKPOCTEPKHEM (CpEIHSIS IJTMHA COCTaB-
JISIeT ~85 MKM; cpenHuii nuameTp — okojo 10 MkM). [ToBepXHOCTb CTEpPXKHEN YaCTUUHO MOKPbITa chepu-
YeCKUMU YaCTUIIAMHU, C(HOPMUPOBAHHBIMU 13 00JIee MEJIKMX IEPBUYHBIX YaCTHIL pa3MepoM ~30 HM.

Knrouesvle crosa: xunkodasHbI CHHTE3, XMMUYECKOE OCaXAeHHE, TeKCarMIPOKCOCTaAHHAT Gapusl, CTaH-
Hat 0apusi, IEPOBCKUT, HAHOIIOPOIIIOK
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BBEAEHUE

CraHHat 6apus npeacTaBisieT co0oil coequHeHNE
¢ KyOHUYecKol CTPYKTYpOii TUIIA ITEPOBCKUTA (CTPYK-
TypHas ¢opmyna ABOs, np. rp. Pm3m, liMpuHa 3a-
npemieHHoi 30HHI 3.1—-3.5 3B), xapakTepusymole-
eCsl BRICOKOI TOIBVKHOCTBIO 3JICKTPOHOB, XMMU-
YeCKON M TepMHUYECKOl CTaOMIBbHOCTBHIO, a TaKXkKe
HU3KUM KO3(GEOULIUEHTOM TEPMUUYECKOro paclliu-
penus [1-3]. IIpu 3TOM 3JeKTpUYECKHE CBOMCTBA
craHHaTa 0apusl MOIYT CYIIECTBEHHO M3MEHSITHCS
IIpY BBEIECHUM NOMNAHTOB B A- wim B-mogpemier-
Ky [4] unu Tipy BapbMpPOBAaHUM KUCJIOPOTHOM CTe-
XMOMETPUHU COSAMHEHUS B IIPOLIECCE €T ITOTYICHMS
[5]. Tak, comtacHo [6], BBeaeHUE TOHOPHBIX MPU-
Meceit B cTpykTypy BaSnO3; noBhIlIaeT KOHLIEHTpa-

IINIO BJIEKTPOHOB, CIIOCOOCTBYS POCTY 3JIEKTPOITPO-
BOJHOCTHU, a B paboTe [7], rae coBMelleHbl 3KCIe-
pUMeHTAJTbHEIE TTOIX0IBI 1 METOIBI KOMITHIOTEPHOTO
MOJEJMPOBaHUS, TOKAa3aHO, YTO JOMMpPOBaHUE dJie-
MEHTaMU C ITIepeMEHHOI BaJIEHTHOCTHIO ITO3BOJISIET
W3MEHSTh IIMPUHY 3amnpelieHHoi 30H61 BaSnO3 ot
3104 53B.

HeobxonumMo  OTMETUTB, YTO B  CHUCTEME
BaO—-Sn0O, momumo BaSnOj; mpucyrcTByIOT erie
coenuHeHust Ba,SnO4 1 Ba3;Sn, 07 (3adukcupona-
Ho nipu Temrneparype 1400°C), KoTopble OTHOCITCS
K ¢dazam PagmnecneHa—Ilonmepa (oOiasi cTpyk-
TypHas ¢opmyna A,+1B,03,+1, THe n=1—00) [8].
OptocranHat Oapust (Ba,SnQy4) xapaxktepusyercs
TETPAroHaJIbHONM KPUCTAJUIMYECKOM CTPYKTYpPOW
tuna K,NiF4 (op. rp. I4/mmm), coctosuieit us

1667



1668

yepenyromuxcs ciioeB BaO co cTpyKTypoii KaMeH-
HOW COJiM, pas3iefeHHbIX CJI0eM CO CTPYKTYpOii
nepoBckuta (BaSnO3) Bponab TpaHCISILIUOHHO-
ro Bektopa c¢ [9, 10]. CoemuHeHue Ba3;Sn,0O-
(A,+1B,O3,+1, THE 1 = 2) TaKKe KPUCTAIN3YETCS
B T€TparoHaJbHOIl CUHTOHMU, HO COCTOMUT yXe U3
IBOMHBIX 0J10KOB BaSnO3, pacmmonoXeHHBIX MEXITY
crnossmu BaO. Cpenu Tpex yKazaHHBIX COeAMHEHUI
CTaHHAT Oapus sBiseTcsl Hauboliee WU3YYEHHBIM,
a MarepHaJbl Ha €ro OCHOBE BOCTpeOOBaHBI B
obnactu (OPMUPOBAHUS YCTPOWMCTB aabTepHATUB-
HOI BHEpreTUKW (B KadecTBe (PYHKIIMOHAIBHBIX
KOMIIOHEHTOB TOIUIMBHBIX 3jJeMeHToB [11, 12],
COJIHeUHBbIX Oarapeil [13, 14], cymepkKoHaeHCaTO-
poB [15], AUTHITI-UOHHBIX aKKyMyJaTopoB [16, 17],
razoBeix [18, 19] m anexrpokatamuTudeckux [20]
CEHCOpOB, OITORJIEKTPOHHBIX MpudopoB [21, 22],
B ¢orokaraim3e [3, 23], a TakKe IpU CO3TAaHUM
TePMOBJIEKTPUUECKHUX YCTPOUCTB [24, 25]).

TpaIULIMOHHBIM ITOAXOIOM K ITOJYYEHMIO CTaH-
HaTta 6apus siBisieTcs TBepaoda3HbIiA CUHTE3, TIpe/l-
MOJIaraloIINil IJIUTEIbHOE CIIEKaHNEe CMECH MCXOJ-
HbIx peareHToB (BaCO3 u SnO, [26], Ba(NO3); u
SnO, [27], BaC,04 u SnC,04 [28]) B nuama3oHe
temrmepatyp 1000—1400°C. OgHako JaHHBIA METOII
CHHTe3a 3a4acTyIO IIPUBOIUT K (POPMUPOBAHUIO I1O-
POILIKOB C HU3KOW YIEJIBHOW IUIOILIAABID MOBEPX-
HOCTHM, MMEIOIINX B COCTaBe KPYITHBIC arioMepa-
TBI, KPOME TOT'O, UTOTOBbII ITPOAYKT HEPEIKO COAEP-
KUT TMIPUMECH B BUIE HEIPOPEarupoBaBIINX KOM-
IMOHEHTOB PEeaKIMOHHOM CMECH WJIX He IOJTHOCTBIO
PA3JIOKUBIINXCS MTPOMEXYTOIHBIX ITPOIYKTOB. YKa-
3aHHBIE OCOOEHHOCTH MOTYT HEraTUBHO CKa3bIBaTh-
Csl Ha CITOCOOHOCTH ITOJIYYEHHBIX IEJI€BbIX ITOPOIII-
KOB K CIIEKaHUIO, TpeOysI OBHIIIIEHHBIE TEMIIepaTy-
pbl (1o 1600°C) st MoJaydeHMsT TJIOTHBIX KepaMU-
yecknx o0pasioB. CHU3UTH TeMIIEpaTypy CUHTe3a
OKCHUJIHBIX HAHOMATepUajIoB, B TOM YMCJIe CTaHHA-
Ta Gapus, MOXHO OJaromapsl MCIIOJIb30BaHUIO pa3-
JIMYHBIX XUIKO(a3HBIX METONOB CUHTE3a, B YacT-
HOCTU XMMHYECKOT0 ocaxkaeHus [29—31], rmaporep-
MajibHOro [32—34] u coibBoTepMabHOTO [35] MeTO-
JIOB, 30J1b-Te€JIb TEXHOJIOTHH [36], METOIOB C3KUTAHUS
[4, 37—39], cuHTe3a B paciuiaBax cojeit [1] u Muk-
poamynbcusx [40]. IlpuBieuyeHne yKa3aHHBIX Me-
TOIOB IO3BOJISIET TMOKO KOPPEKTUPOBATh ITApaMeT-
pPbl CMHTETUYECKOIOo Ipoliecca (TeMIlepaTypy, THUII
M KOHIICHTPAIIMIO MCXONHBIX pearcHTOB, BEIUYM-
Hy pH, BBeleH1Ee TOMTOJTHUTEIBbHBIX CTPYKTYPOOOpa-
30BaTelIeil), KOHTPOIMPYSI MUKPOCTPYKTYPHEIE OCO-
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OCHHOCTH IIeJICBBIX IIPOMYKTOB, 3a4aCTyI0 OKa3bIBa-
I01lMe OMpeaesionlee BIUsIHue Ha (PyHKIIMOHATb-
HbIE CBOICTBa MaTepuajoB. [Ipy aToMm HeoOxommmMo
OTMETUTb, UTO OAHUM U3 Hauboee yI0OHBIX U BOC-
TpeOOBAaHHBIX CPeOU IEPEUMCICHHBIX METOIOB SIB-
JIsIeTcsl XMMMYecKoe ocaxaeHue. Ha cerogHsmHuii
JIeHb B JIUTepaType OIMCAHbI pa3UYHbIe BapuUaH-
THI TOIXOAOB K €ro pealn3alydy ¢ IPUMEHEHHEM
B KaueCTBEe MPEKYyPCOPOB CMEIIaHHBIX TUAPOKCUIOB
[41, 42], ankokcunoB [43, 44], okcanaTtoB [30, 45,
46], aueraroB [2, 3], a TakXXe IEPOKCOKOMIUIEKCOB
[47—49].

Ilenp Hacroseil paboThl — U3yYeHUE KMHETU-
KU TIpoliecca TePMUUYECKON MeCTPYKIIMU TeKCarui-
pOKcocTaHHaTa Oapus, IOJYIYCHHOTO METOOOM XHU-
MMYECKOTO OCaXIEHMSI, paCCMOTPEeHNE OCOOEHHO-
cTeli TpaHcOpMAaIIU €TI0 KPUCTAIUIMIECKOM CTPYK-
Typbl, a TaKXXe U3MEHEHUs] Habopa (yHKIIMOHAb-
HBIX TPYIII B COCTaBe MaTepuaya B XOIe ero TepMO-
00paboTKH.

OKCITEPUMEHTAJIBHAA YACTb

Ha mepBoM 3Tare cmHTe3a IPOBOMIM COBMECT-
HO€ XMMUYECKOE OCaXIEHME TeKCaruapOKCOCTaH-
HaTa G6apus. C 3Toil 1IeNbIo K pa30aBIeHHOMY pac-
TBOpY xJiopuna onosa(ll) B consiHoit kuciore (Cs, =
= 0.033 MonB/7) MpU HENPEPHIBHOM IIepeMEIIN-
BaHUU N00AaBISUIM BOOHBIA pacTBOp THUIApPOKCHAA
Hatpust (C = 1 Moab/m), HOXWOASICH ITOJTHO-
IO pacTBOpeHUs ocamka, (QOpMHUPYIOIIETocs B
npoiuecce BBeAeHUs TmepBbix mopuuii NaOH.
Hanee peakIIMOHHYIO CHCTEMY BBIICPXHWBAaIA B
TeUeHUEe CYTOK IIpU KOMHATHOH TemIlepaType,
a 3aTeM IPWIMBAIM K Hel pa30aBICHHBII BOI-
HbII pacTBop HuTpaTa Gapust (C = 0.1 Mojb/n)
OIS OOCTIDKCHMSI HEOOXOOMMOTO  CTEXMOMET-
PHYECKOTO COOTHOLIeHUs1 MeTauioB (Ba : Sn =
= 1 : 1), HaGmomasa TmnocTeneHHoe GOPMUPO-
BaHue vactull BaSn(OH)g. anee ¢ moMoIinbio
LUKJINYECKOTO IeHTPU(YTMPOBaHUS ITPOBOAMIN
OTIEeJIeHHe M OYMCTKY O0Opa30BaBIIErocsl ocaaka
rekcarupokKcocTaHHaTa 0apus IUCTWILIMPOBaHHOMN
BOIOI, ITOCJIC YETO OCYIICCTBJISIA €0 CYIIKY IIpU
temnepatype 100°C B TeueHue 1 u.

Tepmuueckoe noBeneHue CGHOPMUPOBAHHOIO B
pe3yabraTte cuHTe3a BaSn(OH)g u mpouecc kpu-
crajuimzaiiuu BaSnOj3 u3yyanau ¢ IMOMOIIBIO CUH-
xpoHHoro Tepmudyeckoro aHanmmsa (TTA/ICK) B
pPa3IUYHBIX TEeMIIepaTypHBIX pexXuMax (HarpeB co
ckopocTthio 10 rpan/muH mo 500, 600 u 700°C ¢ mo-
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CJICOYIOMIE BBIIEPXKKOM IIPY YKa3aHHOW TeMIlepa-
Type B TeueHue 60 MuH, a Takke Harpes 10 1000°C ¢
rnocJeayoliel BeIepkKoil B TeueHue 10 MuH) B T1o-
ToKe Bo3ayxa (250 MJI/MUH) ¢ UCTIOJIb30BaHUEM TepP-
MoaHanuzaTopa SDT Q-600.

OnpeaeneHue Habopa (YHKLUMOHAJIBHBIX TPYIIIT
B COCTaBe MaTepuajioB nmpoBoauau merogoMm MK-
Dypre-crneKTpocKomMu Ha crniekrpoMeTpe MAMpa-
JIIOM ®T-08. HemocpencTBeHHO Iiepel 3allMChIo
CIIEKTPOB OBUIM IPUTOTOBJEHBI CYCIIEH3MM Ha OC-
HOBE MOJIyYEHHBIX ITOPOIIKOB B Ba3eJIMHOBOM Mac-
Jie, KOTOphIE 1ajiee B BUE IIEHOK ITOMEIaad MEXITY
IBYMs CTeKJIaMM 13 Opomuaa Kanust. Bpemst Hakom-
JIEHUSI CUTHAJIa B TIPOLIECCE PETUCTPALIMM CIIEKTPOB
npornyckanusi B uHTepBase 350—4000 cm—! cocras-
asuto 15 ¢, criekTpasibHoe paspenienue — 1 ecm L.

Kpucrammueckyio CTPYKTypy ITOJYYEHHBIX IO-
POIIIKOB HMCCJIEAOBAIM METOIOM PEHTreHO(a30BO-
ro anamuza (P®A) B nuana3zoHe yrioB 20 15°—80°
Ha mudpakromerpe Bruker D8 Advance ¢ Cuk,-
usnydyeHueM (A = 1.5418 A, Ni-duistp, E = 40 k3B,
I = 40 MA) u paspemenuem 0.02°, BpeMsI HaKoILIe-
Hus curHajna B touke 0.3 c. PacueT cpenHero pasmepa
ob6nactu korepeHTHOTO paccessHus (OKP) mpoBoau-
1 1o ¢popmyiie Ileppepa:

D= kik (1)
[ cos O

rae D, A, k, p 1 6 — cpenHuii pa3mep 00J1aCTU KoTe-
PEHTHOTIO paccestHUs, JUIMHA BOJIHBI PEHTTEHOBCKO-
ro uairydeHus, nmocrossHHas Llleppepa, mmpuHa pe-
¢ekca Ha TTOJYBLICOTE U YToJ AU paKILIMU COOTBET-
CTBEHHO.
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Oco0eHHOCTU MUKPOCTPYKTYPbI MOJTYYEHHBIX 00-
Pa31oB ObUIM U3YUYEHBI C TOMOIIBIO PACTPOBOI BJIEK-
TpoHHOU MuUKpockonmu (POM; nBymydeBOil pacrt-
POBBII BJIEKTPOHHO-UOHHBIN MUuKpockon FIB-SEM
Tescan Amber, ycKopsioliee HanpsbkeHue 2 KB).

PE3VJIBTATHI 1 OBCYXKAEHHUE

Ha mepBoMm aTame mcciemoBaHUsI OBUIO M3YYeHO
TepMUUYeCcKoe MoBeAeHre c(OPMUPOBAHHBIX TOJTY-
npoayktoB. Kak BugHo u3 kKpuBblx TTA (puc. 1a),
MpY HarpeBaHUM IMOPOIIKA B TOKE BO3AyXa MPOuC-
XOIUT CTyIleHYaTas IoTepsl Macchl. Tak, B MHTep-
Bajie Temnepatyp 25—200°C umeeT MeCTO MpaKTU-
YeCKU JIMHEMHOE YMEHBIIICHWE BEJIWYMHBI JaHHO-
ro mapameTrpa Ha 1.4—2.2%, cBA3aHHOEe C ymayie-
HUEM OCTaTOYHOTO PacTBOPUTEIS U COpPOMpPOBaH-
HBIX aTMOc(epHBIX razoB. Ilpm manbpHeieM Ha-
IrpeBaHMU MaTepuraja B TeMIIepaTypHOM Juarna3oHe
200—650°C mponcxXoauT MHTEHCUBHAs MOTEPSI Mac-
cbl (Ha 13.5—13.8%), compoBoxkmaemasi 3HIOTEP-
MHMYECKUM TEIUIOBBIM 3(P(PEeKTOM ¢ MHUHUMYyMOM
npu 257°C Ha kpusoit JCK (puc. 10), 4tro oTHO-
CHUTCSI K aKTUBHOMY PAa3JIOXEHUIO ITOJIYIIPOAYKTa 1
¢dopMupoBaHMIO oKcuaa 6apus-onoBa. Takoe moBe-
JIEHUE UCCIIeIyeMOTO MOPOIIKA XOPOIIIO COTIaCyeTCs
¢ IUuTepaTypHbIMU JaHHBIMU [50, 51] 1 cBsI3aHO ¢ ero
neruaparaiueii. [IpogorkeHue MOBBIIIEHUS TEMIIE-
paTyphl IPUBOAUT K MOSIBIICHUIO CICAYIOIIEH CTyIIe-
HU noTepu Macchl (Am = 0.3%) B y3KOM auaria-
30He 650—675°C U COOTBETCTBYIOIIETO 3K303(DdeK-
Ta ¢ MakcuMymoM nipu 667°C. HabmonaeMblii a¢-
¢exT, BeposITHO, OTBeuaeT B3aumoAeucTBrio SnO;
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Puc. 1. Pesynsrarel cunxpoHHoro tepMudeckoro aHanu3sa (TTA (a), JICK (0)) B pa3nuuHbIX peskuMax 115l MOJy4eHHOTO

MOJTYTTPOAYKTA.
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¢ BaCO3, B pe3yabrare KOTOPOTO MPOUCXOIUT KPHU-
crauiuzauus BaSnO; 1 BblaeneHUe OUOKCHUIA YT-
Jnepoma. Hamumane B cocTaBe peakIIMOHHOM CHUCTE-
Mbl KapOoHaTa OGapusi OOBSCHSETCS peakiueit Imo-
JIyIIpoAyKTa, Tipearonoxuteabio BaSn(OH)g, ipu
€ro XpaHEeHHUH C COIEPKAIIMMCS B BO3IYIIHOM aTMO-
chepe CO; [51]. JanpHeiiliee HarpeBaHMe MOPOIITKA
COITPOBOXAAETCS CTyIeHbIO moTepu Macchl (~0.7%)
B UHTepBayie TeMneparyp 675—920°C. 13 kpusoii 4
TTA (puc. la) Takke BUAHO, YTO B pe3yJbTaTe Io-
cienytoero Harpesa 10 1000°C u BbLAEPXKU MpU
JaHHOU TeMmeparype B TeueHue 10 MUH yMeEHbIIIC-
HMe Macchl cocTaBiisieT ~0.1%. Takum o6pa3oM, Ipu
HarpeBaHuu noaynpoaykrta go 1000°C ¢ nocneayio-
el BBIACPXKKOM ITOPOIIKA CyMMapHast IIoTepst Mac-
chI coctaBisieT ~16.2%. U3 kpusoii 3 CK (puc.16)
BUAHO, UTO MNpU HarpeBaHuu BewectBa a0 700°C,
KakK U B IIPEAbIAYIIEeM Cllydyae, B MHTEpBaJe TeMIIe-
patyp 650—675°C mpUCYTCTBYET 9K30TEPMMUUECKUIA
3¢ deKT ¢ MAKCUMYMOM 0KO0J10 667°C, IpeAnoIoXu-
TeJIbHO OTHOCSIIMICSA K KpucTamuiu3anuu BaSnOs,
a Ha kpuBoii TTA MMeeT MeCTO COOTBETCTBYIOIIIAsI
CTYIIEHb IIOTEPU MACCHI, CBSI3aHHAsI C Pa3IoXeHUEM
KapboHaTta Oapus. Beimepxka nopomika rpu 700°C
B TedeHHe 60 MMH, KaK BUIHO U3 TEPMOTPAMM, He
COIMPOBOXKAAETCS 3aMETHBIMU TETIOBBIMU 3(phekTa-
MM, a TIOTepsl MacChl Ha JAaHHOM 3Talle COCTaBJISI-
eT ~0.7%. anee ObIJI0 U3YYEHO BIUSHIE BbIICPXKKUI
MTOJIYTIPOAYKTA TIPM TeMIleparypax <650°C Ha 1po-
IIECC €r0 Pa3JIOXEHUS U KPUCTAUIU3AIUKA CTAHHATA
Gapus. Tak, HarpeBanue nopouka 10 600°C ¢ no-
cJIemyIolel BBEIIePKKOM eTo IpK TaHHOM TeMIIepa-
Type MPUBOAUT K 3HAUUTEIbHOMY U3MEHEHUIO BUIA
COOTBETCTBYIOIINX TepMorpamMM. Kak BUITHO 13 KpH-
Boii 2 TTA (puc. la), B TeueHue 17 MUH ¢ MOMEH-
Ta Hayaja BBIIEPXKKN MMEET MECTO JIMHEWHas 1o-
Tepst Macchl BenmunHou ~0.2%, a majiee HaOMoma-
eTCcsl MHTeHCU(MUKAIINS YMEHbIIIEHUs MacChl (Am =
= 0.4% B unTepBane 17—39 MuH mocie Havaja BbI-
JIEPXKKKN), KOTOpask COIPOBOXIAETCS IITMPOKMIM Ma-
JIOMHTEHCUBHBIM 3K30TepMNYECKIM TEIUIOBBIM 3(p-
¢exToM (C MAaKCUMyMOM OKOJIO 33 MHUH TIOCJIe Ha-
yaa BeLaepxky mpu 600°C), oTHOCSIIUMCS, BEpO-
SITHO, K Pa3/IOXKEeHUI0 KapOoHaTa 0apus U KpucTai-
nu3anuu uenesoro npoaykra (BaSnQs). Takum 06-
pa3oMm, ObUIO MOKa3aHO, YTO Mpolecc TpaHCchopMa-
LMY TTOJYIIPOAYKTa 3aBUCHUT HE TOJIBKO OT TeMIIepa-
TYpbl, HO U OT JUTUTEJIbHOCTU TEPMOOOPAOOTKH. AHA-
JIOTUYHO OBUT IIPOBEIEeH CUHXPOHHBIN TePMUIECCKUIA
aHaJIM3 TIOPOIIKA B YCIOBUSIX €r0 BBIIEPXKKU IIPU
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Puc. 2. PeHTreHorpamMMmbl noaymnpoaykra (/) v mopou-
KOB, TTOJTYYEHHBIX MPU Pa3IMUYHBIX peXrMax TEpMOoOpa-
6orkn: 2 — 500°C, 1 4; 3 — 600°C, 1 49; 4 — 700°C, 1 u;
5 —1000°C, 10 MuH.

500°C. Tak, u3 kpupoit / TTA BugHO, UTO Ha BCeM
MPOTSLKEHUM BBIACPXKKM TIPY YKa3aHHOM TeMIiepa-
Type IMIPOUCXOIUT OIM3KO0e K TMHECMHOMY YMEHBIIIE-
HUE Macchl, a Ha cooTBeTcTByIoleit KpuBoit [JCK
B pacCMaTprBacMOM BPEMEHHOM IHMAIla30HE OTCYT-
CTBYIOT TeruioBble 3(¢EKThI, YTO CBHMIETEILCTBYET
0 HEIOCTATOYHO XECTKUX YCIOBUSIX, HEOOXOMMMEBIX
JIJIS KpUCTAJIM3alMuy cTaHHAaTa 6apus. B ¢Bsi3u ¢ co-
XPaHSIOMIENCS CKOPOCThIO MAJACHUSI MacChl B yCIO-
BUsIX BhaepxKku mpu 500°C, BeposITHO, yBeJinue-
HHUE JUTUTEILHOCTA JAHHOTO MPOIecca MOXET IIpH-
BeCTM K (DOPMUPOBAHUIO 1IEJICBOIO KPHUCTAJIMYe-
CKOTO IIPOAYyKTa.

Kpucrammaeckast CTpyKTypa HOJIYIPOAYKTAa U
MOJYYEHHBIX B pe3yJbTaTe ero AOMOJHUTEIbHON
TEpMOOOPAOOTKH B pPa3IMUYHBIX YCIOBUSIX IIOPOIIKOB
6bL1a u3ydeHa ¢ nomoinbio POA (puc. 2). Kak Bua-
HO U3 IIOJYYCHHBIX JAHHBIX, peHTIreHOIpaMMa I10-
JIyripoaykTa, mpoiueauero cymky mnpu 100°C, co-
IepXUT HA0Op pedIIeKCOB, XapaKTePHBIX IS TeK-
caruapokcoctaHHata O6apuss BaSn(OH)g, koTopsiit
MMEET KPUCTAUIMYECKYIO CTPYKTYPY C MOHOKIMH-
HOI 371eMeHTapHoI sueiikoii (1ip. rp. P21/n, JCPDS
#09-0053) [51]. C yueToM TOTO, YTO HA DTarie CUH-
Te3a B KaueCTBe MCTOYHMKA KATHMOHOB OJIOBa Ha-
MU OBIJT UCITOJIB30BaH xiopun onosa(ll), BeposiTHO,
B BHIOPAHHBIX YCJIIOBUSIX MMEET MECTO €r0o OKMCIIe-
HMe ¢ 00pa3oBaHMeM KaTHoHOB Sn*". Takxe ciemy-
€T OTMETUTD, YTO B COCTaBE MOJYNPOAYKTA, IT0 JaH-
HBIM PEHTTeHO(a30BOro aHajau3a (MaJOMHTEHCUB-
HBII pediiekc okojo 24°), MpUCYTCTBYeT HeOOJb-
moe koiaudectBo npumecu BaCOj3;, obGpas3oBasliie-
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XUMHNYECKOE OCAXIEHMWE BaSn(OH)g

rocsl Ha 3Tale CyIIKM MaTepuaja B BO3OYIIHON aT-
Mocdepe. [Ipu stom B padore [51] ObL1 Moay4YeH
BaSn(OH)g, cogepxamuii ropa3no 0oJibliee KOJu-
YeCTBO IIPUMeCH KapOoHaTa 6apusi, YTO MOXKET ObITh
CBSI3aHO U C TPOBENCHUEM CYIIKM TOJYIPOIyKTa
npu 6ojiee Beicokoit Temmepatype (110°C). ITopo-
IIIOK, ITOJYYEHHBIA HAaMU B YCJIOBUSIX TEPMUYECKO-
r'0 aHaJIM3a IIyTeM TepMOoOOPaOOTKH ITOIYIIPOAYKTa B
ToKe cyxoro Bosayxa npu 500°C B teuenue 60 MuH,
SIBJIIETCSI pEHTITeHOaMOP(MHBIM, YTO CBUIETEIbLCTBY-
€T O MOJIHOM pPAa3JIOXKEeHUU TeKCcaruIpoKCOCTaHHa-
Ta Oapusi. Ha peHTreHorpamme maHHOTO oOpasia
MOXKHO 3aMETHUTh JIMIIIb MAaJIOUHTEHCUBHBII CUTHAJI,
KOTOPBIA OTHOCHUTCSI K COXpPaHUBIIEICS IpUMeCH
BaCO3, uTo xopo1o corjacyeTcsl ¢ pesyabTaTaMu
TEPMHYECKOT0 aHaIM3a: OTCYTCTBYIOT CTYIIEHBb IIO-
TepU MacCChl U BK30TepMUYeCcKuii 3¢ ¢heKT, COOTBET-
CTBYIOIIIME PA3JIOKEHUIO KapOoHaTa 6apusi U Kpu-
CTaJUIM3alliy cTaHHaTa 6apus. Beigep:kka morympo-
JIYKTa B TOKe cyxoro Bosayxa Ipu 600°C B TeueHUe
60 MUH, KaK BUIHO U3 COOTBETCTBYIOLIEH pEHTIe-
HOTpaMMbl, TIPUBOAUT K KPUCTAJUIU3ALUM 1IEJIeBO-
ro npoaykTa — craHHarta 6apust BaSnOj co cTpykTy-
poli mepoBcKUTa (KyOHuueckas 3jeMeHTapHas siueii-
Ka, rip. rp. Pm3m, JCPDS #00—015-0780) [51]. IIpu
9TOM TIOJIlyYEeHHbIE Pe3yJIbTaThl TaKXKe CBUIETEb-
CTBYIOT O TOM, YTO B JAHHBIX YCJIOBMSIX BCE €IIle
coxpaHsieTcsl HeOosblliasg MpUMech KapOoHaTa 0a-
pusl, T.e. UMEeT MECTO 00pa3oBaHME HAHOKOMITO3MTA
BaSnO3/BaCO3, uTo coriacyercsl ¢ JaHHBIMU yKa-
3aHHBIX BblllIe aBTOPOB. TakuM oOpa3omM, Haboga-
emblii Ha kpuoit JICK sToro oopasiia sk3orepMuye-
ckuit a¢hdekT B uHTepBaje 17—39 MuH mocje Havaja
BoIAEPKKU Ipr 600°C B mepByI0 04epeab MOXKHO OT-
HECTU K KpUCTAJIJIN3alliM CTaHHATa 6apus, a cCooT-
BETCTBYIOIIIAsl CTYIIEHb MIOTEPH MAacChl MOXET OTBeE-
yaTh Havajy Ipoliecca pa3joXeHus KapooHata 0a-
pus. s mopolilika, IoJy4eHHOTO TepMoo0paboT-
Koi1 rekcaruapokcocranHara 6apus npu 700°C B Te-
yeHue 60 MUH, HAOOP U OTHOCUTEIbHAS MHTEHCHUB-
HOCTh pe(JIEKCOB COBNAMAIOT C CUTHAJIAMM JUISI OC-
HOBHOH (pa3bl mpeasiayiiero oopasia. CieayeTr oT-
METHTb, YTO B TAHHOM CJIy4ae OTCYTCTBYET pediekc,
OTHOCSIIIWICS K ITpUMecH KapOoHaTta Oapusi, a Mmo-
JIy4eHHBIN IIPOMYKT SIBJIICTCS OqHO(Aa3HBIM CTaHHA-
ToM Oapusi. Harpes xe noaynpoaykra o 1000°C u
BBIIEPXKKA MPHU TaHHOK TemIepaType B TedeHue 10
MHUH TakXe MNpUBOIAIT K oOpa3zoBaHuio BaSnOs, He
CoIepKaIlIero KakKux-Imoo KpUCTANIMISCKMX IIpH-
meceil. I3 pucyHKka BHUAHO, YTO IS JAHHOTO 00-
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pasiia B pa3bl YBEINUMIACh MHTEHCUBHOCTD pediek-
COB, 9TO MOXKET OBITh CBSI3aHO C MHTEHCU(UKAILIM-
elf TIpoliecca CTPYKTYpooOpa3oBaHMS U CIIEKAHUS
OKCMIHBIX YacTull. Tak, ISl OLIEHKU 3aBUCUMOCTU
cpemHero pasmepa o0iacTeli KOTepeHTHOTO pacce-
SIHUSI CTaHHaTa Oapusl OT YCJIOBUIA TepMOoOpadoT-
kn BaSn(OH)¢ OBLT TIpOBeneH pacueT ¢ MCIOIb30-
BaHueM ¢opmyibl Illeppepa mo Hanbosiee MHTEH-
cuBHOMY pediekcy (110). ITomyueHHBIE pe3yabTaThI
CBHUIETEJIBCTBYIOT O TOM, YTO B YCJIOBHSIX BBIIEPKKI
nonynpoaykra mpu 600°C B teuenue 60 MuH obpa-
3yeTcsl cTaHHAT Oapust co cpeaHuM pazmepom OKP
21 & 2 1M, a ipu 700°C uMeeT MeCTO HE3HAUUTEb-
HOe yBeJInYeHue JaHHOTo IapaMeTpa (10 22 4= 2 HM).
C poctom xe Temnepatypsl 10 1000°C (mpu BeLaEpK-
Ke B TedeHue 10 MUH) IMPOMCXOIUT 3aMeTHAsI MHTEH-
cupukaums npouecca ykpyrnHeHust OKP — ¢pukcu-
pyetcs pocT Ha 55% (mo 34 + 3 um). TakuMm obpa-
30M, Ipolecc kpuctayumzanun BaSnO; 3aBucur He
TOJIBKO OT TEMIIEPATYPbl, HO 1 OT IJIUTEIbHOCTH TepP-
MoobpaboTtku BaSn(OH)g. 3a cuet BbIIEPKKU B Te-
yeHre 60 MMH TeMIlepaTypa KpYUCTa/UT3alus MOXKET
6bITh cHMKeHa ¢ 700 mo 600°C, HO IpU 3TOM CO-
XpaHsieTcsl HeboJIbIasl TpUMech KapOoHaTta 6apusi u
dopmupyercsa HaHokommo3utr BaSn0O3/BaCOs.
HaGop (yHKIMOHAIBHBIX TPYII B COCTAaBE MO-
JIyIIpoAyKTa M ero TpaHcdopmaius B pe3yibTa-
Te TepMoOOpadoTKu ObLIM u3ydyeHbl MeTogoM MK-
cnekTpockonuu (puc. 3). B criekTpe mpomyckaHus
MMOJTYIIPOAYKTA IIPUCYTCTBYET IIIMPOKAsI M 1OCTaTOI-
HO MHTEHCHMBHAas MoJjioca MOIJOLIEHUsI B 00JacTu
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Puc. 3. UK-cniekTpsl noaynpoaykra (/) 1 OKCMIHOTIO T0-
poluIKa, MOJIy4eHHOTO B pe3yJibTaTe TepMOOOPaOOTKU NP
1000°C B Teuenue 10 MuH (2); 3Be3004KOM 0003HAYEHBI
TIOJIOCHI TTOTJIONIEHUS Ba3eIMHOBOTO Macia.
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3050—3700 cm~! ¢ makcumymom mipu 3324 cm~ !, a
Takke IepeceKarolyecs: ¢ Heil y3Kue MaJOMHTEH-
CHBHBbIE TTOJIOCHI C MAaKCUMyMamu ripu 3552, 3592 u
3642 cM~!, oTHOCSIIIMECS K BaJIEHTHBIM KOJIEOaHU-
am OH-rpyrm [51-53]. ITosoca moriomeHns ¢ Mak-
cMyMoM oKoJ1o 1649 cM~! cBsi3aHa ¢ mpucyTcTBIEM
(puzryecku ancopOMpPoOBaHHBIX MOJIEKYJI BOIBI 1 OT-
HOCHUTCS K AedopMaliioHHbIM KojiebaHusiM 0(OH).
CurHan nipu 532 cM~! oTBeyaeT BaJIeHTHBIM KoJ1e6a-
HUSIM GyHKIMOHanbHOM rpynnbl Sn—OH, a nosioca
norIomeHus npu ~772 cM~! sBnsieTcst xapakTepu-
cTruHO mis cBsizeit Ba—O u Sn—O—Ba [51]. Habop
nojoc ¢ MakcumyMamu ripu 1077, 1117 m 1192 em~ !,
IMO-BUINMOMY, OTHOCHUTCSI K KOJIEOAHUSM IIPHCYT-
CTBYIOLIMX B COCTaBe MOJIYIIPOIYKTa KapOOHATHBIX
rpynn. TakuM oOpa3oMm, MOJydeHHbIE pPe3yabTaThbl
XOPOIIIO COIJIACyIOTCs ¢ JaHHbIMU PDA 1 mmoarBep-
JKIaloT 00pa3oBaHUE B KAUeCTBE IMOJYIPOIYKTa IeK-

CUMOHEHKO u gp.

caruapokcoctaHHara 6apus BaSn(OH)g. M3 UK-
CIIEKTpa MOPOIIIKa, MOJYYEHHOTO B pe3yJbTaTe Tep-
Moobpabdotkm nipu 1000°C B Teuenme 10 MuH, BUI-
HO, YTO ITOJIOCHI ITOIIOLIEHUSI, OTHOCSIIMECS K KO-
J1e6aHUSIM TUAPOKCO- U KapOOHATHBIX IPYIII, TIpaK-
TUYECKU MOJHOCThIO Mcue3aloT. Takke Tepmoodpa-
00TKa IMPUBOIUT K MCYE3HOBEHUIO IOJIOCHI MOTJIO-
ILIEHUS ¢ MAKCMYMOM OKoJIo 532 cM~!, cBsi3aHHOI
¢ Konebanusmu rpymmnbl Sn—OH, 4to cBUmeTenb-
CTBYeT O pPa3JIOXCHMHU YKa3aHHOIO IOJYIPOIYKTa.
OOHOBPEMEHHO C 3TUM B CHEKTPEe MOPOIIKa TOsIB-
JISICTCST HOBasI T10J10Ca TOTJIOIICHMSI ¢ MAKCUMYMOM
npu 635 cM~!, KoTOpast OTHOCUTCS K KoJIeOaHUsIM
cBs13u SnO32~ U gBJISeTCS XapaKTepUCTUIHON UTS
craHHaTa 6apus BaSnOj; [50]. Takum obpa3oM, pe-
3yabrarhl MK-cneKTpoCKOMUU XOPOIlo COrIacyloT-
csI ¢ JAaHHBIMUA CUHXPOHHOTO TEPMUYECKOTO M pEHT-
reHo(a30BOT0O aHaJIN3a, MOATBepKaasa popMUpoBa-

Puc. 4. MukpocTpykTypa ropoiika BaSnO3, moayaeHHOro B pe3yiabrate TepMoo0paboTku norynpoaykra mpu 700°C
B TeueHue 1 4.

KYPHAJI HEOPTAHUYECKOW XUMUWU
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XUMHNYECKOE OCAXIEHMWE BaSn(OH)g

HHE B KaUeCTBE ITOIYIIPOAYKTa TreKCaruapOKCOCTaH-
Hata 0apus BaSn(OH)g, a Takke ero mojHyo Tep-
MMYECKYIO JECTPYKIINIO C 00pa3oBaHMEM IICJIIEBOTO
craHHaTa 6apust BaSnOs.

MUKpPOCTPYKTYpa HAHOTIOPOIIIKA, MOJTYYEHHOTO B
xoae Harpesa g0 700°C ¢ moclienyiomeil BblaepxK-
Kol B TeueHue 1 4y, ObUla M3ydyeHa C ITOMOIIbBIO
POM (puc. 4). BunHo, 9To oOpa3er] COCTOUT W3
MUKPOCTEpXKHEN (CpenHssl mIuMHa ~85 MKM; cpel-
HU tnaMeTp ~10 MKM), 00pa30BaHHBIX BHITSTHYTHI-
MM CTPYKTYpaMU MEHBIIEH JTMHBI, UMEIOIITUMU YeT-
Kkue rpaHu. [Toxoxuii THI MUKPOCTPYKTYPbl HaOI10-
JIajics paHee aBTopamu pabort [42, 51], coobuuaB-
IIKUX, 9TO (POPMUPOBAHUE CTEPXKHEBUMHBIX CTPYK-
Typ 3aKJIagbIBAaeTCs eIlle Ha 3Talle OCAXKICHMS T'UI-
pokcocTaHHaTa Oapus, a MOP(OJIOTUSI COXpaHseT-
csl Jaxe IOoCJe IPOBEICHUS €ro TePMUYECKOM mIe-
CTPYKLIMU B XOJI€ ITOTYYEeHUS 1IeIeBOro CTaHHaTa 6a-
pus. Ilpu aToM B MccnenoBaHUM [42] yTodHsIeTCS,
YTO YBEJMUYEHUE CYMMapHOI KOHLIEHTpaLU1 MeTaJl-
qnoB ot 0.05 mo 0.4 MoJB/7 CIIOCOOCTBYET YMEHbB-
IIEHUIO CpemHell WImHbI crepxkHeit o 100—200 mo
20—50 MxM. [ToBepXHOCTB ITOJTyYeHHBIX B HaIIIeH pa-
00Te cTepXHEM YaCTUIHO MOKPBITA C(PepuIeCKUMU
YacTULIAMU CO cpeIHUM pazMmepoM ~800 HM, chop-
MHUPOBaHHEIMH M3 0oJiee MEJIKUX, BEPOSITHO, Tep-
BUYHBIX YacTull pazmMepoM ~30 HM. C yyeToM naH-
HBIX PDA ni1g ykazaHHOTO 00pasiia MOXHO TTpeaITo-
JIOXXUTh, YTO TIEpPBUYHBIC YaCTULIbI IEJISITCS Ha JBE
(pakiInm: OKOJIO ITOJOBUHBI YAaCTHIL SIBJISIIOTCSI MO-
HOKPUCTANIMYECKUMHU, a BTOPAsl 4aCTb COCTOUT U3
IBYX KPUCTAJUIUTOB. JlOIOIHUTENBHO CJIEIyeT OT-
METUTh, YTO B HEKOTOPBIX O0JIACTSIX HA MOBEPXHO-
CTU KPYITHBIX CTeP>KHEM IIPUCYTCTBYIOT arjloMepaThl
B BHIE IIYYKOB, COCTOSIIINX M3 HECKOJIbKMX HAHO-
CTepXKHEM JIMHOM ~1.6 MKM 1 tramMeTpoM ~80 HM.

SAKJIIOYEHUE

B xone uccnenoBaHMsI M3y4YeH TPOLIECC CUHTE3a
rekcarugpokcocranHara 6apust BaSn(OH)g mMerto-
JIOM COBMECTHOTO XUMUYECKOTO OCAXKACHMS, a TaK-
K€ ero TepMuyeckasi AeCTpyKIIMs ¢ oOpa3oBaHUEM
MUKpOCTepxXHell ctaHHata O6apusst BaSnOj;. C mo-
MOILIbI0O CMHXPOHHOTO TEPMUYECKOTO aHaIm3a HC-
CJICIOBAaHO TEPMUUECKOE MOBeIeHE C(DOPMUPOBAH-
HOTO TOJIyIIpOayKTa (reKcaruapoKcocTaHHaTa Oa-
pust BaSn(OH)¢) B ToKe cyxoro Bo3ayxa IIpU pas-
JIMYHBIX pexXruMax TepmooopadoTku. [TokazaHo, 4To
HamboJjiee MHTeHcHBHOe pasnoxeHue BaSn(OH)g,
COMPOBOXAAEMOE AKTUBHBLIM MOTJIOLICHUEM HEp-
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Uy, IIPOMCXOAUT B TEMIIEpaTypHOM IUara3oHe
200—650°C. Kpucraumszanus BaSnOj; mpotekaeT
B Y3KOM namariasoHe temiieparyp (650—675°C), a
MaKCHMMYM COOTBETCTBYIOLIEro 3k303(ddexra pac-
nosioxkeH npu 667°C. Pesyasrarel PMA mnossoan-
J1 6oJiee ToAPOOHO U3YYUTh MpoLecC TpaHCchopMa-
LIUY KPUCTAJUIMYECKOM CTPYKTYphl MaTepuaja mpu
Pa3IUYHBIX YCIOBUSIX TepMOoOpaboTKu. B yacTHO-
CTU, OBLIO YCTAaHOBJIEHO, UTO ITOJYIIPOAYKTOM SIB-
JgeTcsd rekcaruapokcoctaHHaT 6apusi BaSn(OH)g,
MMEIOIININ KPUCTALINYECKYIO CTPYKTYPY C MOHO-
KJIIMHHOI 3JIeMeHTapHOl stueiikoil. C yuyeToM Toro,
YTO Ha dTalle CUHTe3a B KaUeCTBE UCTOYHMKA KaTh-
OHOB 0JIOBa HAMM OBUI MCIOJIB30BaH XJIOPUI OJ0-
Ba(Il), BeposITHO, B BHIOPAHHBIX YCIOBUSIX UMEET M-
CTO ero OKUCTIeHNE ¢ 06pa3oBaHUeM KaTHOHOB Sn*™ .
B cocTtaBe moaynpoaykra MpUCYTCTBYET HEOOJIbIIIOE
koanuectBo TipuMecu BaCQOj3, obpa3oBaBiieiicss Ha
aTare CyIIKWM MaTepuaja B BO3AYLIHOM aTMocdepe.
YcranosneHo, uro nipu 500°C BaSn(OH)g nmoaHo-
CThIO pa3naraeTcs (B TeueHue 60 MuH) ¢ o6pa3oBa-
HUEM peHTreHoaMop¢hHOro mopoiika. B ycioBusx
BhIAEPXKKM MaTepuana ripu 600°C (60 MuH) rpouc-
XOJUT KpUCTaJuIM3aius ctaHHaTa 6apust BaSnOs co
CTPYKTYypoi1 mepoBckuta. OOHApYKeHO TaKXKe, 4TO
cofiepKalliasics B COCTaBe MOJYMPOMYKTa KpUCTaI-
JIMJecKas mpuMech KapOoHaTa Oapus COXpaHSIETCS
BIIoTh g0 600°C, a mpu Temmepatypax ot 700°C
dopmupyetcss ogHodazHbi BaSnO3, uro moaTBep-
xmaercss u MerogoM MK-cnekrpockonuu. ITomy-
YeHHbIE Pe3yJITaThl CBUIETEIbCTBYIOT O TOM, YTO B
HaIlleM CJIydae TeMIlepaTypa KpUCTa/UTM3alluK CTaH-
HaTa O0apust MOXeT ObITh CHIKeHa Ha 50—75°C (mo
600°C) 3a cyeT TEPMHMYECKOW BBIAEPXKKHU TMOPOILI-
Ka B TeueHue 40—60 MuH, B TakoM ciydae ¢op-
mupyercss HaHokoMro3uT BaSnO3/BaCO;3. B ycio-
BUSIX BBIIEPKKU Mojynpoaykra mpu 600°C B Teue-
Hue 60 MUH 00pa3syeTcsl CTaHHAT Gapusl CO Cpel-
HuM pazMmepom OKP 21 4+ 2 um, a npu 700°C nume-
€T MECTO He3HAUUTEIbHOE YBEeJIMUEHNE TaHHOTO I1a-
pametpa (mo 22 £ 2 HMm). C pocTOM e TeMrepary-
pet 1o 1000°C (rmpu BeImepkKe B TedeHue 10 MuH)
IMPOUCXOIUT 3aMEeTHAasI MHTeHCU(PUKAIIUS IIpoliecca
ykpyrHeHuss OKP — poct Ha 55% (mo 34 + 3 HM).
Takum o0Opa3oMm, ITOKa3aHO, YTO MPOILECC KPHUCTaI-
mm3anu BaSnOs 3aBUCUT He TOJIBKO OT TeMIIe-
paTypbl, HO M OT IJIWATEIBHOCTH TepMOOOpPaOOTKHU
BaSn(OH)g. IMonyyeHHslit mopomok BaSnOj3, mo
JaHHBIM POM, cocTouT 13 MUKpOCTepKHEN (cpel-
HSS OJIMHA COCTaB/IsIeT ~85 MKM; CpeaHWi aua-
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MeTp — okoJio 10 MKM), 0Opa30BaHHBIX BBITSIHYThI-
MU CTPYKTYpaMU MEHbIIEH JJIMHBI, UMEIOILIMMMU YeT-
kue rpaHu. [1oBepXHOCTh CTepxKHE YaCTUIHO I10-
KpbITa chepuYeCKUMHU YaCTULIAMU CO CPEIHUM pa3-
MepoM ~800 HM, choOpMUPOBaAaHHBIMU U3 OOJIee MeJT-
KUX TIEPBUYHBIX YACTHUII pa3MepoM ~30 HM, KOTOpEIE
JEISATCS Ha ABe (PpaKIIMM: OKOJIO MOJIOBUHBI YACTHUIL
SIBJITIOTCSI MOHOKPUCTANIMYECKMMU, a BTOPast 4acTh
COCTOMT U3 ABYX KPUCTAJUTUTOB.

OMHAHCHUPOBAHUWE PABOThbI

HccnenoBanust Metogamu POA u POM BEITIONHE -
HBI ¢ Ucnonb3oBaHueM obopynoBanus LIKIT @MU
MOHX PAH, pyHKUMOHUPYIOIIETO MTPU MO PXKKE
rocygapctBeHHoro 3aganus MOHX PAH B obiactn
¢dyHAaMEeHTaJbHbBIX HAyYHbIX UCCJIEI0BaHUIA.

KOH®JINKT UHTEPECOB

ABTOpr 3ad4BJIAIOT, YTO Y HMX HET KOH(I)J'[I/IKTa NH-
TEPECOB.
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CHEMICAL PRECIPITATION OF BaSn(OH)s AND ITS THERMAL
DESTRUCTION IN THE PROCESS OF BaSnO3; PREPARATION

T. L. Simonenko® *, N. P. Simonenko?, R. A. Rebrov*, E. P. Simonenko”

? Kurnakov Institute of General and Inorganic Chemistry of the Russian Academy of Sciences,
Moscow, 119991 Russia

*e-mail: egorova.offver@mail.ru

The synthesis of barium hexahydroxostannate BaSn(OH)¢ and its thermal destruction leading to
the barium stannate BaSnO3; have been studied. It is shown that the most intensive decomposition
of BaSn(OH)¢ occurs in the temperature range of 200—650°C. Crystallization of BaSnOj; proceeds
in a narrow temperature range (650—675°C), and the maximum of the corresponding exo-effect is
located at 667°C. It was found that at 500°C (within 60 min) BaSn(OH)g completely decomposes
with the formation of X-ray amorphous powder. When the material is kept at 600°C (60 min),
crystallization of barium stannate BaSnO3 with perovskite structure takes place. The crystalline
impurity of barium carbonate contained in the semiproduct is preserved up to 600°C, and at
temperatures from 700°C the single-phase BaSnQj is formed. The crystallization temperature of
barium stannate can be reduced by 50—75°C due to thermal exposure of the powder for 40—60 min.
Holding the semiproduct at 600°C for 60 min forms barium stannate with an average crystallite
size of 21 + 2 nm, and at 700°C there is a slight increase in this parameter (up to 22 4+ 2 nm). With
increasing temperature up to 1000°C there is intensification of crystallite enlargement process (up
to 34 + 3 nm). The obtained BaSnO3; powder, according to scanning electron microscopy data,
consists of microrods (average length is about 85 um; average diameter is about 10 um). The surface
of the rods is partially covered with spherical particles formed from smaller primary particles of
about 30 nm in size.

Keywords: liquid-phase synthesis, chemical precipitation, barium hexahydroxostannate, barium
stannate, perovskite, nanopowder
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