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[Tonbie amoMocuiIMKaTHbie MUKpocdepbl (LieHochepbl) CcTabUIM3MpPOBAaHHOIO cocTaBa (cTekiiodaza —
95.4 mac. %; (SiO,/AL,O,) . ~— 3.1), BblIeJI€HHbIE U3 JIETYYUX 30]1 OT CKUTAHUSA YIS, UCIONb30OBAHBI IS
MOJyYEHUS] KOMIO3UTHBIX COPOEHTOB, COAEpKaIIMX COPOLIMOHHO-aKTUBHbBIM KOMITOHEHT Ha OCHOBE IIMp-
KOHOCMJIMKATOB KapKacHO# cTpyKTypbl. [IpoaykThl cuHTe3a uccienoBaHbl Metogamu PDA, POM—3]1C
¥ HU3KOTEeMIIepaTypHO# ancopOoILMK a3oTa, U3yYeHbl UX COPOLIMOHHBIC cBoiicTBa B oTHoleHun Cs*. Llup-
KOHOCWJIMKATHBII MaTepuaj IeMOHCTPUPYET BHICOKUI KOA(DdUILIMEHT pacripeie/ieHus] B Tpolecce copoimu
Cs* u3 BomHbIX pacTBOpoB (~10°—10* MJI/T) U CTaOMIBHOCTb COPOLIMOHHOM €MKOCTH B pe3yJbTaTe JeKaTho-
HupoBaHusl. McciienoBaHa BO3MOXHOCTD TpuMeHeHusT TexHosiornu DUTTC-cunTe3a 1uist co3naHust BBICOKO-
TUIOTHOW MUHEPAJIONOA00HOI KepaMUKKM Ha OCHOBE LIMPKOHOCWJIMKATHOTO COPOEHTA IS UMMOOWIU3alluKi
1e3ust. JJist criedeHHBIX MPY Pa3IMYHbBIX TeMIepaTypax Kepamuk (800—1000°C) npoBeneHa AMJIATOMETPUSI,
a TaKKe BBITIOJTHEH aHAJIN3 CTPYKTYPBI U TIOPUCTOCTH.

Karouegole cnosa: ieHOCHEPHI, IMPKOHOCUIMKATBI, COPOEHTHI, UICKPOBOE IJIa3MEHHOE CIIeKaHUe, MUHEpaIo-

nonoOHasl KepaMmuka
DOI: 10.31857/S0044457X24100136, EDN: JHSIOG

BBEIJEHHUE

HNHTepec K TIONYyYEHUIO 1IEOJUTOIMOAO0HBIX
MUKPOITIOPUCTBIX IHMPKOHOCUJIMKATOB C TEeTepo-
MOJIM3APUICCKAM KapKacoM CBSI3aH C UX BO3MOX-
HBIM UCMOJIb30BAaHUEM B KaueCTBE MOHOOOMEHHBIX
MaTepuajoB, CEJICKTUBHBIX alCOPOCHTOB U MOJIE-
KyJsipHbIX cuT [1, 2]. Beicokasi cmocoOHOCTh LIUP-
KOHOCHUJIMKATOB K MIOHHOMY OOMEHY B OTHOILIICHUU
HMOHOB IIEJIOYHBIX, IIEeJIOYHO3EMEJIbHBIX 1 TSIKEJTBIX
metajioB (K > 10° ina Sr**, Ba**, Cr**, Co**, Pb*),
B TOM UHCJI€ B YCJIOBHSIX BEICOKOIO COJIEBOTO (DOHA
(I M NaNO,), oGycioBieHa MPUCYTCTBUEM B MX
CTPYKTYpe BBICOKOITOABIDKHBIX KAaTHOHOB IIEIO0Y-
Hbeix MetauioB (Na*, K*) [3]. B HacTosiee BpeMs
JIeTaJIbHO W3Y4YeHbI CTPYKTypa U COpPOIIMOHHBIC
CBOIICTBa OOJIBIIMHCTBA TIPUPOIHBIX ILIMPKOHO-
CUJIMKATOB, pa3padaThIBalOTCSI METOIbI CUHTE3a UX
CUHTETUYECKIX aHAJIOTOB [4].

Cpenn KapKacHBIX IIMPKOHOCUJIMKATOB 3a-
CIyXWBaeT BHUMaHUSA COCAMHEHUWE COCTaBa
Na,Zr(SiO,), (rekcaroH., mp. rp. R3c), KOTopoe 8-
JISIETCS KpalHUM YJICHOM PsiIa TBEPABIX PACTBOPOB
Na,, Zr(SiO,) (PO,),  (x = 3) CTpyKTypHOTO THIIa
NASICON (rekcaroH., mip. rp. R3c¢) |5, 6] (puc. 1)
U XapaKTepU3yeTcsl KaTMOHOOOMEHHOU aKTHUB-
HOCTBIO 32 CYET BBICOKOI MOIBMKHOCTU KaTHOHOB
Na*, Toxanm3oBaHHBIX B KaHaIaX KAPKACHOM CTPYK-
Typhl [7, 8]. I'ekcaronanbHas dasa Na,Zr(SiO,),
00BIYHO accoumunpoBana ¢ dasoit Na,ZrSi 0, (Mo-
HOKJI., TIp. Ip. C2/c), KoTopas SIBAsSEeTCS HeCTaOUIb-
HOI M 3a CYeT 3TOTo IpeTeplieBaeT IpeBpalleHUe
B reKCaroHaJbHYI0 MOIU(UKALIHIO.

KaTnoHoOOMeHHbIE CBOIMCTBA COEOIUHEHMI CO
ctpyktypoii NASICON petanbHO MCClIeIOBaHBI
B otHomeHuun Li* u K* [7], ogHako B nuTepartype
OTCYTCTBYIOT CBEIACHHUS 00 X HOHOOOMEHHOM CII0-
COOHOCTH B OTHOIIIEHUM APYTUX KaTUOHOB. B yact-
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Puc. 1. I'etepononuanpuyeckasi KapkacHasi CTpyKTypa a3bl
Na,Zr,(Si0,), cemeiictBa NASICON

HOCTH, OOJIBIION MPaKTUUYECKUI MHTEPEC MpeIcTaB-
JII0T cOpOeHTHI Cs*, HEKOTOPBIE M30TOIBI KOTOPOTO
SBJISTIOTCSL OMHUMU U3 HauboJiee OMaCHbBIX SJIEMEH-
TOB IUISI OOBEKTOB OKPYXKAIOILIE Cpenbl U BXOAST
B COCTaB XMIKMX BbICOKOTOKCHUYHBIX OTXOA0B [9].
CopOuuoHHbIe TexHOJ0TuU yaaaeHus Cs U3 XKumi-
KHX OTXOIOB C MCIIOJIb30BAaHUEM CUJIMKATHBIX COP-
OCHTOB TO3BOJISIIOT TEPEBECTU BOAOPACTBOPUMBIE
(opMBI 11€3UsI B DKOJIOTUUECKU Oe30T1acHbIe MUHE-
panonogoOHbIe (pa3bl-MaTPULILI TIyTEM COPOLNHU
LIeJIEBOIO KAaTHOHA C IMOC/eAyIoleil TepModbapuye-
cKoit KoHcommaanueit Cs-popmel copoenTa [10].

Cpeny MeTo0B 3(DMEKTUBHONH KOHCOMMUIALIN
MOPOIIKOBBIX MAaTepUaIOB aKTMBHO DPa3BUBAIOTCS
METOIBI 3JIEKTPO(PU3NIECKOro CIIEKaHMSI, B 4acT-
HOCTU METOJ 3JEKTPOMMIIYILCHOTO ILIa3MEHHOTO
crnekanust (DUIIC), KOTOpPBII XOPOIIO ITOAXOMTUT
IUIST YIJIOTHEHWSI TOPOIIKOBBIX MaTepUaioB pas-
quyHoit ripuponasl [11—13]. B aTtoM MeTone crieka-
HUE MPOUCXOIUT 3a CUET BO3NEHCTBUSI Ha MOPOIII-
KOBbI€ MaTepuasibl 3NEKTPUIYECKOTO MOJsI Tpu
MOCTOSIHHO TIPMJIOKEHHOM OTHOOCHOM [NaBJICHUM.
3HAYUTEIbHBIM IIPEUMYIIECTBOM JAaHHOI TEXHOJIO-
TUU SIBJIIETCSI KOPOTKOE BpeMsI CIIEKaHMSI, a TaKKe
3HAUUTENbHO OOJiee HU3Kas TeMIepaTypa mojyde-
HUS KepaMUKU T10 CPAaBHEHUIO C TPaAULIMOHHBIMU
MeTogamMu. TodyeyHoe ympaBieHUue MnapaMeTpamu
npoilecca, TaKMMM KaK CKOPOCTb HarpeBa U IIpU-
KJIaAbIBa€MO€ JaBJIEHUE, IO3BOJIIET KOHTPOJIUPO-
BaTb POCT 3€pHA, YTO 3HAYMTEIBLHO CKa3bIBaeTCsI Ha
MEXaHMYECKMUX CBOMCTBax IOJyJ4aeMbIX KepaMUK.
BosMmoxxuaoCcTh momygenust Merogom DUIIC mune-
paonoaoOHbIX KepaMUUYECKUX MATPULL IJIsI UMMO-
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OVIIM3aIIMK 11e3UsT Ha OCHOBE IIEOJTUTOB IMPOJIEMOH -
cTpypoBaHa B paborax [14—16].

LleomuTormonoOHbIE LUPKOHOCWIMKATEI MOTYT
OBITh TIOJYYEHbl B YCJIOBUSIX MSITKOTO TUAPOTEp-
ManbHoro cunte3a (¢ < 200°C) ¢ ucmonb3oBaHUEM
YUCTBIX XUMUYeCKUX peareHToB [3]. Hapsanmy ¢ atum
B KadecTBe MCTOYHWKA KPEMHMSI/aTIOMUHUS IS
CHHTe3a LICOJIMTHBIX MAaTePHUAIOB MCIIOIb3YIOT TaK-
K€ JOCTYITHBIE MPUPOAHBIE M TEXHOT€HHbIE CUJIM-
KaTHbICE MaTepuabl (TJIMHBI, JIETYYYIO 301y 1 Op.),
YTO MO3BOJISIET CHU3UTh CTOMMOCTb KOHEUHOT'O IPO-
nykta [17]. B pabote [18] mosmyyeHbl MOHOLIEOIUT-
HbIe MaTepuajbl UCXOIS U3 Y3KUX (DpaKIIMil MOJIbIX
aJIIOMOCUJIMKATHBIX MMKpocdep, Wau LeHochep,
BBIIEJCHHBIX M3 JETYYMX 307 OT CXKWUTaHUs YIJIS.
B 1o xe Bpems1 aBTOpamu [19] ycTtaHOBIEHO, 4YTO
AJTIOMUHUN cTeKiodassl HeHochep IPensITCTBYET
(hopMUpOBaHMIO KapKacCHBIX ILIUPKOHOCUIUKATOB
B cUCTeMe, coaepxalleil 1eHochepbl, HampaBss
peaxkiiiio Mo MaplIpyTy oOpa3oBaHMSI KapKacCHBIX
AJTIOMOCUJIUKATOB. B CBSI3M ¢ 3TUM TIIpeacTaBIISICT
MHTEpeC IMOMCK YCJIOBUI TMAPOTEPMAaIbHOTO CHUH-
Te3a KapKacCHBIX IUPKOHOCUJIMKATOB C MCITOJIb30-
BaHMEM IIeHOC(hep B Ka4eCTBEe MCTOYHNKA KPEMHUSI.

Llenbio HacTOsIIIIE ! PAOOTHI SIBJISIIOCH ITOJIyIeHIE
U U3ydeHUe COPOLIMOHHBIX CBOMCTB B OTHOILICHUU
Cs* MaTepuasioB, coaepxXKallluX KapKacHble LMp-
KOHOCUJIMKATHI, B TOM 4Hucjie (a3bl CTPYKTYPHOTO
tuna NASICON, ¢ ucnosb30BaHUEM B KauecTBe
WCTOYHMKA KPEeMHHUS y3KOH ¢pakuuu LieHocdep,
a TaKXKe UCCJIeIOBaHE BO3MOXHOCTU TTPUMEHEHUS
metonga DUIIC mist co3gaHust BHICOKOIUIOTHOM Ke-
pamuku Ha ocHoBe Cs-(opMBI cOpOEHTa B KaUeCTBE
MUWHEPaAJIONOI00HO MaTpUILl IS MMMOOMIM3A-
LY Le3us.

OKCITEPUMEHTAJIbHAA YACTb

Hcxoanbie BemiecTBa M peareHTbl. It cuHTe3a
LIMPKOHOCWIMKATOB MPUMEHSIJIM THIPOOKHUCH Ha-
tpusg (4. A. a., FOCT 4328-77), XI10pOKUCH LIUP-
koHusA(IV) BocbMuBomnyto (4., TY 6-09-3677-74),
Le3uii a30THOKMCbIN (X. 4., TY 6-09-437-83). Bce
peareHTbl WCITOIBb30BAIM  0€3 TOTIOTHUTETbHOMN
OUMCTKH.

B xauecTBe ncToUHMKA KPEMHUS MUCIIOJIB30BaIIN
y3Kkyio dpakuuio neHocdep (—0.18 + 0.16 mm), BbI-
JIEJICHHYI0 U3 KOHLIeHTpaTa LieHochep JeTyIuX 3011,
MOJYYEHHBIX OT IPOMBIIUIEHHOIO IThIJICBUIHOTO
cxxuranus kameHHoro yrisg KysHenkoro 6acceiiHa
Ha Tomb-YcuHckoit I'POC, ¢ moMolIblo METOIOB
TUAPOAMHAMUYECKOTO pa3ieaeHUs, TPaHyJIOMETPH -
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yecKoi Kyiaccu@uKaluuy 1 MarHUTHOM cernapalui,
OIMMCaHHBIX B paborax [20, 21].

M maHHOI (hpaKiuy OBUTH OIIpeneIeHbI XMMU-
yeckrii 1 (a3oBbIil cocTaB, HACKITTHAS TUIOTHOCTD,
pacripesiejieHue 10 pa3MepaM, CPeIHUI IuameTp
JI00YJI, Kaxylnasicss TOJIIMHA 000JoukKu. Makpo-
2JIEMEHTHBIN U (hpa30BBIN COCTaB UCXOIHOU (hpak-
1 1eHocgep mpusBeaeH B Tadn. 1. Ha puc. 2
peacTaBiIeHbl MUKpodoTorpadgum y3Koi (ppakium
neHocdep.

Cunre3 mupkKoHOCHIMKATOB. CHHTE3 ILIMPKOHO-
CWJIMKATOB IMPOBONMJIM B Tpu craauu. IlepBas
cragus BKIYana cuHTe3 neonuToB (NaX) my-
TEM TUIpPOTepMaibHOII 00pabOTKU peaKIMOHHOM
cmecu NaOH-H 0—(SiO,—ALO,)_ B aBTO-
knaBe Beluga (Premex AG, Ilseiinapusi) npu
180°C B Teuenue 120 u (oTHouieHue X/t = 7/1)
cornacHo [18]. Cnenyromasi ctagusi — JeallOMU-
HupoBaHne NaX KUIISTYCHUEM IIPOAYKTa IIepBOIt
CTafui B pacTBOpe BTWICHIMAMUHTETPAYKCYC-
HOWM KHUCJIOTHI ¢ TojiyueHueM mnpoaykra (H,Na)X.
Ha Tpetbeit cTanuu B rTUAPOTEPMAaTbHBIX YCIOBUSIX
(+=180°C, T = 120 4) oCyLIECTBISIA CUHTES LINP-
KOHOCWJIMKAaTa MCXOAS M3 pPEakUMOHHON CcMecu
ZrOCl,—NaOH—-H,0—(H,Na)X 0e3 noGaBneHus
TMOITOJTHUTEILHOTO MCTOYHMKA KPEeMHMSI COIJac-
Ho [19] (oOpasenr Zr-Si/NASICON).

Cunre3 kepamuku. CHMHTE3 KepaMMYECKMX Ma-
TPULl MPOBOAWIM IyTeM KOHCOJUIUPOBAHUS I10-

BEPEHIATVHA u nip.

poIIIKa IMPKOHOCUJINKATA, HACBIIIEHHOTO 1Ie31eM,
B TOKE MCKPOBOI I1a3Mbl Ha yctaHoBKe SPS-515S
(Dr. Sinter-LAB™, fnonus, Kwuoro) mno cie-
Aylolleil cxeme: 3 T MCXOMAHOTO MEJKOAUCIIepC-
HOro TMOpOoIIKa IMPKOHOCUJIMKATa TOANPEeCcco-
BeiBasin (20.7 MIla) B rpacdurtoBoii nmpecc-popme
(d = 15 MmMm), manee 3aroTOBKY ITOMEIIAIN B BAKYYM-
Hylo Kamepy (6 I1a) u 3atem cnekanu. B pesyiabraTe
BKCIIEPUMEHTOB, MPOBEACHHBIX IIPU TEMIIepaTypax
criekadug 800, 900, 1000°C, TOCTOSTHHOM HAarpy3Ke
24.5 MIla, ckopoctu HarpeBa 100 rpamx/MuH u Bpe-
MEHU BbIIEPXKKU 5 MUH, Obljla TOJy4yeHa cepusl U3
HECKOJIBKHX 00pa31oB.

Metonpl HcCleIOBAHHA. DJIEKTPOHHO-MUKPO-
CKOITMYECKHE MCCIea0BaHUsI 00Opa3lioB U OIIpe-
IeJieHue SJEMEHTHOIO COCTaBa MX IIOBEPXHOCTH
OCYIIECTBJISIA C ITOMOIIBI0O HACTOJIBLHOTO PacTpoO-
BOTO 2JIEKTPOHHOTO MUKpockorna (POM) TM-4000
(Hitachi, fmoHust), 00OpPyHOBAaHHOTO CHCTEMOIA
MUKpoaHanu3a Bruker, BkJloyarllieii SHeproauc-
MEPCUOHHBIN peHTTeHoBcKuit criekrpoMetp (DIAC)
¢ nerekropom XFlash 430H u nporpaMMHBIM 0obec-
neyeHruem QUANTAX 70.

Pentrenodasoseiit ananmmnz (PPA) mnonukpu-
CTaJUTMYECKUX 00pa3loB MPOBOAWINA NP KOMHAT-
HOW TeMrmepaType Ha MOPOIIKOBOM PEHTTEHOBCKOM
audpakromerpe IPOH-3 (Poccus). KonnuectBeH-
HBI (ha30BBI COCTAaB OMpeAeNsid MyTeM obOpa-
OOTKM MOPOIIKOBBIX AU(PAKTOrpaMM C MCIIOJb-
30BaHueM ¢dopMmanudma PutBenbaa [22] u meTona

Taomuma 1. MakposneMeHTHBIN 1 (pa30BbIit cocTaB (Mac. %) UCXOTHBIX LIeHOChED

Kaxymiasca | MakpoaieMeHTHBI cocTaB . da3oBklii cocTaB
(Sio,/
Oo0pa- r/ow’ Dcp, TOJIIIHA Al 02 ) cTe-
sem | @ MKM | 0GOJIOYKH, Sio, ALO, Fe,0, 299 | wmapu | mymmar | 2 | kio-
MKM CTEKJIO nur (ba3a
1 0.38 170 6.9 67.6 21.0 3.2 3.1 34 0.8 0.5 95.4

Oblained bV KRCRE of FRC KC8

Puc. 2. POM cHumku y3koit ppakiuu rieHochep
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MUHUMMU3ALMU MIPOU3BOJHON pa3HocTu [23], 1o-
3BOJISIIOLLIETO ITPOBOIUTH ITOJTHOIIPOGIBHBINA aHa-
JIN3 KPUCTAJUTMIECKUX KOMIIOHEHTOB ITOPOIIKOBOM
IupakTorpaMMbl C ONTUMU3ALMEN CTPYKTYPHBIX
napaMeTpoB 1 (pa30BbIX KOHLEHTpaLWi HEe3aBUCH-
MO OT KpUBO#1 (hoHa.

TexcTypHble XapaKTepUCTUKU MOJYYEHHBIX 00-
Pa31oB OMNpeAeIsUIN Ha COPOILIMOHHOM aHAJIN3aTope
TMIOPUCTOCTHU U YaAeJIbHOI ToBepXxHOCcTH ASAP-2020
(Micromeritics, CIIIA) MeTrogomM HU3KOTeMIEpa-
TypHOI agcopouuu azora (uucrtora 99.999%; map-
ka 5.0) mpu 77 K B unrepsane P/P, = 0.01-0.99.
Pacuer momaay yaeiabHO# IOBEPXHOCTH OCYIIE-
CTBISIM 10 MeTony bpyHayspa—3Ommera—Tern-
aepa [24] ¢ KOppeKTUpPOBKOW wuHTepBana P/P,
B COOTBETCTBUM C METOIOM, YIMTHIBAIOIINM HaJIH-
yrie MUKPOIIOP, perIaMeHTUPYEMbIM MEXKIYHApPOI -
HBIM CcTaHaapToM [25]. AHalu3 MMKPOIOPHUCTO-
CTH, a UMEHHO OIllpejesieHue o0bemMa U yaeabHOI
TMOBEPXHOCTU MUKPOTIOP, BBITIOJHSIIN C TTOMOIIBIO
CPaBHUTEJIBHOTO f-MeTOAa C HCIOJb30BaHUEM
ypaBHeHus1 XapkuHca—pa [26, 27| mist pacyera
TOJIIMHBI CTATUYECKOTO CJI0S ajicopOara.

XVMUYECKHI COCTAB MCXOOHBIX (DpaKIUii LIEHO-
chep, BKIIOYAIOIINI CoAepKaHNE OKCUIIOB KpeM-
HUS, aJTIOMAHUS, XeJie3a, KaJbLsl, MarHusl, KajJus
W HATpHWs, a TakKXKe IOTepW IIPU MPOKAIMBAHUM,
onpenessyidi METoJaMU XMMUYECKOro aHajau3a co-
rmacHo 'OCT 5382-2019, ycraHaBIMBAIOIIETO Me-
TOIMKU OTIpeeeHUS] KOMITOHEHTOB U HOPMBI TOY -
HOCTHU BBITIOJTHEHUSI AaHAIU30B.

CopbLuio KaTMOHOB TIPOBOAWJIM B pPaBHOBEC-
HBIX YCJIOBUSX TIPU KOMHATHO TeMIleparype ImyTeM
KOHTaKTUpOBaHUs copOeHTa ¢ pactBopom CsNO,
3aJaHHON KoHIeHTpanuu B umHTepBase or 0.004
oo 3.76 mmoinb/n. PaBHOBecHbIe (ha3bl pasmeisiv
(unpTpoBaHUeM, (GWIBTPAT U UCXOOHBIM PacTBOP
AHAIM3UPOBAJIM Ha COAEpKaHME KAaTHOHOB IIE3Us
METOJOM AaTOMHO-3MMCCHOHHON CIIEKTPOMETPUU
(cniektpometp iCap 6500 Duo, Thermo Scientific,
CIIA). B obGnactu KOHUEHTpaLUii HUXe Tipeaesia
obHapyxxeHus1 MetonoM ADC (uiabTpaThbl aHAIU-
31MPOBaJI METOJIOM MacC-CIIEKTPOMETPUY C MHIYK-
TUBHO CBsI3aHHOI TIa3moli Ha npubdope ICP-MS
XSeries II (Thermo Scientific, CILIA).

PaBHOBeCHYI0 COpPOLIMOHHYIO €MKOCTh (Ap,
MMOJIb/T) pPacCUMTBHIBAIM IO Pa3HOCTH KOHIIEH-
Tpaluii B HMCXOMHOM U PaBHOBECHOM pacTBOpax
coriacHo ypaBHeHMIo (1):

B (€, -¢, )}V

? m

A , ey
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rae C, — ucxonHas konuentpauus Cs* B pacTBOpe,
MMOJIb/ I, Cp — paBHOBecHast KoHneHTpanus Cs*
B pacTBOpe, MMOJIb/JT; V' — 00beM MCXOIHOTO pac-
TBOpA, JI; M — Macca HaBeCKU COpOeHTa, T.

M3oTepMbl cOpOLIMY OBLIN MOJYYEHBI IyTEM all-
MPOKCUMALMU SKCITIEPUMEHTAIbHBIX JAHHBIX ypaB-
HeHueM JleHrMiopa [24]:

am-KL-Cp

:—’ 2
1+K,-C, @)

rne A — KoiuyecTtBo aacopoupoBaHHoro Cs* Ha
1 T copbeHTa pu paBHOBECUM, MMOJIb/T; @, — all-
COpOLIMOHHAsT eMKOCTh COpOEHTa MPY HACKIIIEHUH,
MMOJIb/T; K, — KOHCTaHTa ypaBHeHuUs JIeHrmiopa,
JI/MMOJIb; Cp — paBHOBecHas KoHHeHTpauus Cs*
B pacTBOpe, MMOJIb/I.

Ha ocHoBaHMM TMOJyYeHHBIX JaHHBIX pac-
CUUTBLIBAJIN Ko puumreHT pacripeneneHus
(K,, Mu/r) Ui JTMHEHHOW 4acTU U30TEPMbI NPU
Cp < 0.0075 MMoB/1I:

3)

MaxkcumanbHas cOpOLMOHHAsA €MKOCTb (A
MMOJIb/JI) ILMPKOHOCUIMKATOB B PaBHOBECHBIX
yCIIOBUSIX OBLIa OIpelescHa IIPU MCXOTHOI KOH-
uentpanuu Cs* B pacTBope 3.76 MMOJIb/1 U BpeMe-
HU copOuuu 24 4.

Bce oKcreprMeHTaNbHBIE TOYKU  ITOJYYEHBI
B JIByX TapajUleiax, MPUBEIECHHbBIE TaHHBIE SBJIS-
IOTCS MX CPENHUMU BEJIMYMHAMM, OTHOCUTEIHLHOE
3HAYEHWE CTAHIAPTHOIO OTKJIOHEHUsS HaXOMIMTCS
B npeaenax 6.0%.

PE3VJIIBTATBI 1 OBCYXIAEHHWE

Ha puc. 3 npencraBireHsl POM-cHUMKHI TIpo-
IOYKTOB LIEOJIUTU3ALNY 1 1I€OJUTU3ALIH -1eaTIOMU-
HUPOBaHUS UCXOMHBIX IIeHOChEep, a TAKKe YIaCTKHI
MOBEPXHOCTU MOMM(PUIIMPOBAHHBIX IeHOChEep II0
JaHHbIM DJIC, U3 KOTOPbIX BUIHO, YTO IOCJE Je-
AJTIOMUHUPOBAHUS KOJIMYCSCTBO aJTIOMUHUS YMEHB-
1aetcs B 2.5 pasza, a KOJJM4eCTBO HaTpus — B 8.5 pas.

ITo manupiM P®A, obpasen, monydyeHHBIH Ha
OCHOBE IcaTIOMUHUPOBAHHOTO IHeoimTa (puc. 4),
npencTaBisieT coboil cMmech a3 IMPKOHOCUIIH-
KAaTOB HATpPUs, OCHOBHBIMU M3 KOTOPBIX SIBJIAIOT-
cst Na Zr,(SiO,), (rekcaros., np. rp. R3¢, ICDD
04-010-3836) u Na,ZrSi,O  (moHoKI., nIp. rp. C2/c,
ICDD 00-037-0405), nmpuHamiexammx K cemei-
ctBy NASICON. B HeOonbIIOM KOJUYECTBE MPU-

2024
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Al — 19 mac. %, Na — 16 mac. %, Si — 25 mac. %

BEPEIIATVHA u np.

v

Al — 7.8 mac. %, Na — 1.9 mac. %, Si — 47 mac. %

Puc. 3. POM-cHUMKY TIPOIYKTOB LIEOJUTU3AINY (2) U TeOTUTU3ANN-TeTIOMUHUPOBaHUS (0) MCXOMHBIX LIleHOChep; YyIacTKU
MOBEPXHOCTU MOAMMUIIMPOBAHHBIX 1IeHOochep no naHHbIM DJIC (B, T)

cyrcTByeT (hasa mapakenabinTa Na,ZrSi, O, (tpu-
KiauH., np. p. P1, ICDD 00-039-0209), o6pa3ei
Zr-Si/NASICON.

Ha puc. 4 mnpeacraBieHbl ITUQPAKTOTPAMMBI
n POM-CHUMKM TPOAYKTOB THAPOTEPMAIHLHOTO
CHHTE3a.

ITo manneiM POM, mpoayKT cuHTe3a MpencTaB-
JgeT co0oil TpaHyJIMPOBAHHBIM MaTepual pa3Me-
pom 5—20 MKM ¢ OTHOPOIHOW MHUKPOCTPYKTYPOIA
(puc. 4a—4B).

Ilo maHHBIM HU3KOTEMMEpPaTYpPHOU aacopOIKU
azota (puc. 5, Tabn. 2), MOJYy4eHHBIN MaTepuan
MOXHO OXapaKTepH30BaTb KaK MMKpPO/Me30/Ma-
KPOHNOPUCTHIN C YASIbHOM IUIOIIAAbIO IIOBEPXHOCTH
110 M?/T.

B03MOXHOCTh MCIIOJIB30BAHUSI ITPOILYKTOB CUH-
Te3a B KadecTBe copbeHTa Cs* oIleHUBAIM ITyTeM
OIIpeAeICHNST NX COPOIIMOHHOM €MKOCTH B paBHO-
BECHBIX YCJIOBUSIX KOHTAKTMPOBAaHUS C BOTHBIMU

XKYPHAJl HEOPTAHUYECKOW XUMUU

pactBopamu CsNO, mnpu NepeMEHHbIX KOHILIEH-
TpaluMsaX KaTUOHOB Lie3us. s OLEHKU BIUSIHUS
KaTMOHHOTO COCTaBa COPOEHTOB HAa COPOILIMOHHYIO
€MKOCTb 00pasell IOTOJTHUTEIbHO 1eKaTHOHUPOBA-
s 06pabotkoii B 0.05 M HNO, (o6pasent H*-Zr-Si/
NASICON).

B Tabn. 3 mpuBeneHbl 3HAUYCHUST COPOLIMOHHOM
eMKocTu B oTHomeHun Cs*, TonxydeHHBbIEe IKC-
MePUMEHTAJIbHO M pPacCUMTAaHHBIC W3 YpaBHECHUS
Jlenrmiopa, 1 KoagduiLmeHTa pacrpeneeHus, a Ha
puc. 6 ipeacTaBieHbl U30TepMBbI copormu Cs* coor-
BETCTBEHHO.

Kak crnenyet U3 mpeacTaBieHHBIX B Ta0d. 3 1 Ha
puc. 6 JaHHBIX, IJS CUHTE3MPOBAHHOIO 0oOpasLa
HabJ0maeTcs AOCTaTOYHO BBICOKMIA Kod(hdum-
eHT pacrpenenerust (~10° mu/r). ObpaboTka Kuc-
JIOTO# MPUBOAUT K BO3pACTaHMIO MOUTU B JiBa pasa
peneTbHOI COPOIIMOHHON eMKOCTH MaTepraia Ha
OCHOBE KapKaCHBIX IUPKOHOCUINKATOB U Ha TTOPS-
IIOK Ko puumeHTa pacrpeneneHus.

Ne 10
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LIMPKOHOCUJIUKATHBIY COPBEHT HA OCHOBE HEHOC®EP...

1000 (r)
| ® Na,Z:Si,0,
A Na7z:Sio,
750 O NaZrsi,0,
a & Na,Zr,Si0,
) i 0
S
z
o 500 °
e A A
= o0
250
L 1 L 1 L 1 L 1 L 1 L 1 L 1 )

20, rpan

Puc. 4. POM-cnumku (a, 6) 1 audpakrorpaMma (I) TPOAYKTOB TMAPOTepManbHOTo cunresa B cucteme ZrOCL,—NaOH—H,0—
(H,Na)X; ygacToK MoBepXHOCTH I'paHyJl TPOAYKTOB 1o naHHBIM DJ1C (B)

Ta6muuma 2. YcnoBust 06pabOTKKM M OCHOBHBIE TEKCTYPHBIE XapaKTEPUCTUKY, TIOJTYYEHHBIX 00pa31ioB

Biotaz mikponop Oo61uit 06beM
O6paszerr t,°C SBET Mm2/T S MYt 00beM 3>< 103, rop, em’/r
’ cM’/T
Zr-Si/NASICON — 110 15 5.0 0.2
Cs-Zr-Si/NASICON 800 21.2 — 0.4 0.073
Cs-Zr-Si/NASICON 900 1.8 0.15 0.05 0.007
Cs-Zr-Si/NASICON 1000 0.6 0.09 0.05 0.002

Jlns nanbHeiiliero repeBoja copOeHTa, HAChI-
ILIEHHOTO KaTHOHAMM 1Ie31sI, B KepaMUIeCKyIo (pop-
My ObL1 ncronb3oBad DUTIC-cuHTE3.

Ha puc. 7 npencraBieHbl o0paslibl Kepamuue-
CKMX MaTepHalioB Ha OCHOBE IMPKOHOCUJIMKATA,

KYPHAJI HEOPTAHUYECKOU XUMUU  tom 69  Ne 10

nonyueHHbIX DUIIC-cuHTE30M TIpU TeMIlepaType
ot 800 mo 1000°C ¢ mmarom 100°C. U3 puc. 7 Bum-
HO, YTO C POCTOM TeMIIepaTypbl U3MEHSIETCs LIBET
n obbem Mmarpuubl. OOpasel, MOJYyYEHHBIA Mpu
1000°C, B mBa pasa MeHblle, 4eM oOpasell, MoJy-
yeHHBI rpu 800°C.

2024
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Puc. 5. M3oTepmMa HU3KOTEMITepaTypHOil ancopoimu-aecopoimu azora mwist oopasia Zr-Si/NASICON (a) u pacnpeneieHue mop
M0 IIMPUHE, paCCYMTAHHOE 110 afCOPOLIMOHHOI BeTBU (0), B KoopauHaTax dV/dw—lgw

Ta6mmmua 3. CopOuuoHHast eMKocTb (4, A
CIJTMKATHBIX COPOCHTOB

max:

) B otHoweHuK Cs' n KoaduumeHT pacnpeneneHus (K,) 1 IMPKOHO-

O6paszen A,* MMOJIB/T A_ ¥ MMOJTB/T K, M/t
Zr-Si/NASICON 0.23 0.23 2.70 x 103
H*-Zr-Si/NASICON 0.42 0.30 2.30 x 10*

* A — mpenesnbHas BeJIMYMHA COPOLIMM, PacCUMTaHHast U3 ypaBHeHus1 JIeHrmiopa.

**A . — MaKcuMajibHas BeJnurHa copoumu npu C; = 3.00 MMOJIb/ 1.

Ha puc. 8 npencrasieHbl TUIaTOMETPUYECKIE
3aBUCUMOCTH, TOJyYEHHbIE JJIsI CIIEYEHHBIX Kepa-
MUK TIPU Pa3IMYHBIX TEMIIepaTypax.

0.6

® Zr-Si/NASICON
0.5 ® H"-Zr-Si/NASICON
0.4

CopOLIMOHHas eMKOCTh, MMOJIb/T

0 1 2 3 4 5
PaBHoBecHas KoHueHTpauusa Cs', MMOJIb/JI
Puc. 6. 3zorepmbl copoumu Cs* mist MpoAyKTOB CMHTE3a Ha

ocHoBe (a3 NASICONA (TOYKM — IKCIEpUMEHT, JIUMHUU —
moJesb JIeHrmiopa)

KYPHAJI HEOPTAHUYECKOW XUMWU

I mpencraBieHHBIX KEpaMHUK XapaKTepPHBI 1Ba
JTara MHTEHCUBHOro yIuioTHeHus. [lepBblii aTan
B auamasoHe Temiepatyp 600—750°C mnpencras-
JIieT HavyaJibHYIO TUIaCTUYECKYyIo Aud@y3uio, BO3-
HUKAIOIYI0 B pe3yjibTaTe HadyaJlbHOIO pa3orpeBa
U TIPUJIOKEHHOT'O TIOCTOSTHHOTO IaBiieHus. Bropoii
atan B nuamna3oHe 750—900°C mpeacraBisieT 3epHO-
rpaHnuHyo nuddysuio. JanpHeliee MOBBIICHNE
TEeMIIEpaTyphl IPUBOAMT K IECTPYKLIUU IIOP B 00be-

800°C 1000°C

n‘y
1 e . -’
'/////77//////,/”![“!I‘H ||||\\\\\\\\\\\\\ ARRRNRRRERRNNY
= <t = <> 7’ ©»

Puc. 7. O6pa3ubl KepaMUUECKUX MaTEPUaJoB Ha OCHOBE LIUP-
KOoHOocwIMKaTa, noiaydeHHbIX MITC-cuHTe30M Npu TemIepa-
type ot 800 mo 1000°C

900°C

ToMm69  Nel0 2024
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Puc. 8. lnnaromerpudeckue 3aBUCUMOCTY KePaMUK, IMTOTyYeHHBIX TTPU Pa3TUIHBIX TemIiepatypax Mmetonom DUTIC
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1474 BEPEIIATVHA u np.

Me KepaMUKH, YTO COIIPOBOXIACTCS NajibHEUINei
ycagkoil matepuana. Kak BumHo u3 puc. 8, 10CTU-
KeHue MakcuManbHoil temmepaTtypbl 1000°C He
BBIBOJUT AMJIATOMETPUYECKYIO KPUBYIO Ha ILIaToO.
Takoe ToBefeHUE TOBOPUT O HE3aBEPIICHHOCTU
npoluecca 00beMHOUN TUddy3un.

3

- SN wZY - S1TMac..%
LR Cs 213 Mac, % -2

Zx - 58 Mae. 9
Cs:51.5mac. %

Bnusiaue temmepaTypbl Ha MOPGOJIOTHUIO IIO-
BEPXHOCTH W CTPYKTYPY OOBEMHBIX KE€paMUK, IIO-
JIyYIEHHBIX B TOKE MCKPOBOM IIIAa3MbI, HATJISIHO
npeacrtaBiaeHo Ha POM-cHumkax (puc. 9), u3 Koro-
PbIX BUIHO, YTO B O0JIACTM HEBBICOKMX TeMIlepa-
Typ (800—900°C) mpoucxomuT crieKaHue TOPOIIKa

20 MKM

Puc. 9. POM cHuUMKM 06pa3iioB KepaMUKH, ToaydeHHbIX MeTogoM DUTIC mpu 800°C (a, 6), 900°C (B, 1) u 1000°C (x, ¢); KapThl
pacnpeneneHust Zr, Si u Cs B Kepamuke, nosydeHHoit pu 800°C (k)

KYPHAJl HEOPTAHUYECKOU XUMUU  tomM69  Ne 10 2024



LHMPKOHOCHUJIMUKATHbBIN COPBEHT HA OCHOBE LIEHOC®EP...

@ Na,ZiSi,0, @ Na,ZrSi,0
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A Na,ZrSi0,, v t-ZrQ,
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500 +
400 -

300

1'%, oTH. en.

200

100 +

20, rpang

Puc. 10. dudpakrorpaMmbl KepaMUKHU, MOJTYYEHHOI MPU pa3-
JIMIHBIX TEMIIepaTypax

LUPKOHOCWIMKATA II0 TIpaHMWIIAM KOHTAaKTOB Ya-
CTHUII, TIPY 3TOM COXpaHsieTcs ux ¢opMa U pasMmep
(puc. 8a—8 r). BricokoTemnepatypHasi oopaboTka
ropomika (1000°C) mpuBOAUT K pa3pyIIeHUIO TTOPHU-
CTOM CTPYKTYPBI U3-3a UX AECTPYKLMU U CILJIaBJIe-
Hus. O6pa3yeTcs IMJIOTHBII KOMITAYHI MOHOJUTHOM
CTPYKTYpHI (puc. 8a1—8e). BmecTe ¢ TeM Ha CHUM-
Kax HaOJrofaeTcss HEOMHOPOIHAs MUKPOCTPYKTYypa
KepaMMK 3a CUeT BhIAeJIeHUs obnacTeit, odoraiieH-
HBIX IIUPKOHUEM, YTO YKa3bIBaeT Ha MOJMU(a3HbBINA
cOCTaB IPOAYKTOB criekanusl. Lle3uit pacnpeneneH
10 BCEii MOBEPXHOCTU KEPAMMKU, IIPU OTOM €r0 CO-
JepXKaHUe Ha y4acTKax, 000rallleHHbIX IUPKOHUEM,
IOYTHU B JBa pa3a MpPEBbIIIAeT KOHLEHTPALUIO 1ie-
31sI B 00JIACTSIX C MEHBIIIUM COIEPKaHUEM LIMPKO-

— (a)

54T

Z

[
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OTHOCUTETbHOE JaBJICHNUE, P/P0
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Hus (puc. 9a, 90, 91, 9k). DTO MOXKET yKa3bIBaTh Ha
TO, YTO 3a COPOLIMIO 1Ie3UsI OTBEYAIOT MPEXKIE BCETO
HUpKOHUMcoaepKalue ¢assbl.

Ha pwuc. 10 mpencraBieHbl audpakTorpaMMbl
KepaMUKHU, MOJIyYCHHO MPU pa3IMYHbBIX TeMIIepa-
typax. Ilo naHHbpiIM P®A, 00pasiibl, MMOJyYyeHHBIC
npu 800—900°C, mpencrasisioT coboil cMech a3
LIUPKOHOCWIMKATOB HATPUSI, OCHOBHBIMU U3 KOTO-
PBIX ABJIAIOTCA T€KCAarOHAIbHBINA IMPKOHOCUIMKAT
Na,Zr,Si,O,, (nmp. rp. R3c, ICDD 04-010-3836)
Y TPUKJIMHHBINA TapakeaabiuuT Na,ZrSi, O, (1p. rp.
P1, ICDD 00-39-209), a Ttakxxe TeTparoHajbHbII
(P42/nmc, ICDD 01-79-1771) n opropomMOUYecKuit
(tip. Tp. Pnam, ICDD 04-013-3123) guoxcum 1mp-
konus ZrO,. B obpasue, nonayyennom rpu 1000°C,
TMOMUMO BbIllIeyKa3aHHBIX (ha3 MPUCYTCTBYET TAKXKe
dasa Na,ZrSi, O (MoHoKi., mp. rp. C2/c, ICDD
37-405).

OO0pa31bl KepaMUKHU, TTOJyYeHHBIE TIPU pa3ind-
HBIX TeMIlepaTypax CIIeKaHUsI, ObUIM MCCIIeIOBaHbBI
METOJOM HM3KOTEeMIIepaTypHOI aacopOLMu a30Ta
(puc. 11). O6paszen, monydyeHHbI ripu 800°C, mipen-
CTaBIISIET CO0OM MUKPO/ME30IIOPUCTBIII MaTepua
CO CpeiHMM auameTpom mop ~18 A u ymenbHoi
IUToLIAAbI0 MoBeEpXHOCTH 21 M?/T. 7151 5TOTO 06pas-
a HabmogaeTcs SIPKO BBIpaKeHHAsT IETJISI TUCTE-
pe3uca. [l o0pa3ioB, MOJYYCHHBIX MPU TEMIIe-
patype 900—1000°C, rucrepesuc orcyrctsyer. o
Mepe YBEIMYEHUS TeMIIepaTyphbl IPOKAIMBAHUS
3HAYUTETHLHO YMEHbIIIACTCS YaeJbHas MOBEPXHOCTh
00pa3lLoB 1 00U 00bEM MOP, MPU ITOM 00BEM
MUKPOTIOp YMeHbIIaeTcs B 8 pa3 (Tadi. 2).

(6)

0.10 F
<< 0.08 |
—~
o>
>
. 0.06 |
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= 0.04 800°C
o
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© 0.02 - M S
—— 1000°C
0.00 - - -
1 10 100 1000

Iwupuna mop, HM

Puc. 11. M30TepMBbl HU3KOTEMIIEPATYPHOI aacOpOLIMU-AecOpOILIMM a30Ta IJIsl 00pa3LoB, MOJyYeHHbIC TIPU Pa3IMUHbBIX TeMIlepa-
Typax crieKaHus (a) ¥ pacrpeaesieHue mop 1o IHUPUHE, paCCYNTaHHOE TT0 aCOPOLIMOHHOI BeTBY (0), B KoopauHaTax dV/dw—lgw

KYPHAJI HEOPTAHUYECKOU XUMUU  Tom 69

Ne 10
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SAKJIIOYEHHUE

BnepBoie mosydeHbl MUKPO/MeE30/MaKpOnopu-
CTbhI€ KAPKACHBIE IMPKOHOCUJIMKATHI (Sy =110m%/1)
Ha ocHOBe KoMnosuuuu (a3 Na,Zr,(Si0,), (rekca-
rOH., np. Ip. R3¢) u Na,ZrSi,O,, (MOHOKIL., IIp. Ip.
C2/c), OTHOCSIIUXCS K CEMENCTBY (ha3 CTPYKTYpHO-
ro Tuna NASICON, ¢ ucnoysb30BaHUEM B KaUeCTBE
WCTOYHMKA KpEeMHUs Y3KO# (Ppakumn eHocdep
¢ (Si0,/ALO,) .. = 3.1. LIupKOHOCHIMKATHbIN
Marepuaj IeMOHCTPUPYET BBICOKUIT KOI(DGDUIIMEHT
pacripesesieHust B npouecce copouuu Cs™ u3 Bof-
HBIX pacTtBopoB (~0°—10* MJI/T) U CTAOMIBHOCTh
COpPOLIMOHHON €MKOCTU B pe3yJibTaTe AeKaTHOHU-
poBaHWUsI.

Hcnonb3oBanue OUIIC-cuHTEe3a 00ecmeumnio
MOJIydeHE BBICOKOIUIOTHON IIMPKOHOCUJIUKAT-
HOM KE€paMUWKU, COAEpKAIIeH 11e31li, B OTCYTCTBUE
TMOITOJTHUTEIbHBIX CTaAUil IIPEAIIOATOTOBKM CBI-
pbsl U TIPU OTHOCUTEJIBbHO HM3KOM, MO CPaBHEHUIO
C TPAAUIIMOHHBIMU METOIAMU, TEMIIEPAType CTieKa-
Hus (~1000°C) 1 MUHMMAJILHOM BpPEMEHM LKA
M3rOTOBJIEHMST (<5 MHUH) B YCIOBHUSIX MEXaHMYE-
ckoii Harpy3ku 1o 24.5 MIla. Kepamuka xapakre-
pU3yeTcsd HEOMHOPOTHOW MUKPOCTPYKTYPOIA 3a CUET
nomdasHoro cocraBa Ha ocHoe Na,Zr,Si,O,),
Na,ZrSi,O, u ZrO,, a Takxke coaepxKaHUEM Le3us
B auamnasoHe 1.3—2.6 mac. %, accouMMpPOBaHHBIM
C collep>KaHUEeM IIUPKOHUS.

BaxxHbIM CBOWCTBOM M30JMpYIOLIEell MaTpu-
LBl SBJISIETCS €€ TUIpOJUTHUYecKas (XhMUueckas)
YCTOMYMBOCTD B YCIOBMSIX JOJATOBPEMEHHOIO 3aX0-
POHEHHUST OTBEPXKIECHHBIX OTXOAOB, UYTO SBIISIETCS
MEepBOOYEPENHON 3aa4eil JaTbHEWUIIIUX UCCIIEI0BA-
HUI B 3TOI 00J1aCTH.

OUHAHCHUPOBAHUME PABOThbI

Pabora BbIMoJHEHa B paMKaX TOCYIapCTBEHHOIO
3ananusi MHCTUTYTa XUMUU U XUMUYECKON TEXHOJIOTUM
CO PAH “Pa3BuTve HayyHbIX OCHOB (hOPMUPOBAHUS
(byHKUMOHANBHBIX MAaTEPUATIOB C 3aJaHHBIMU CBOICTBA-
MU Ha OCHOBE CJIOXKHBIX OKCUTHBIX CUCTEM 1 MUKpOchep
sHepretyeckux 3oi” (mmpoekT No FWES-2021-0013)
u Tipu (HUHAHCOBOU TOAAepkKKe MUHUCTEPCTBA HAYKU
u BhIciiero oopasoBanus Poccuiickoit @enepanun (Tema
No FZNS-2023-0003 (“CuHTe3 1 (PU3UKO-XUMHUYECKHE
WCClIeOBaHUS KepaMUKU™) sl JlaTbHEBOCTOUHOTO (e-
JIepajibHOTO YHUBEPCUTETA).

WccnenoBaHue MpOBOAWIM C HMCIOJb30BaHMEM 000-
pynoBanust KpacHosipckoro HaygyHoro neHtpa CO PAH
st ipoeneHuss POM-DJIC, POA n AAC-aHanmn30B
n Cubupckoro ¢eaepaabHOTO YHUBEPCUTETA IS TIPO-
BeneHus CTA u UCIT-MC-ananu3os. B pabote ncronb-

KYPHAJI HEOPTAHUYECKOW XUMWU

BEPEILATHHA u np.

30Bajii 00opynoBaHue 00beaMHEeHHOTO LleHTpa Kosiek-
TUBHOTO MOJIb30BaHUSI, MEXIUCIUIUIMHAPHOTO IIEHTpa
B 00JIaCT HAHOTEXHOJIOTUI ¥ HOBBIX (DYHKIIMOHATBHBIX
MatepranioB JIBDY, naboparopun MarHeTH3Ma M J1abo-
paTopuM TJIeHOUYHbBIX TexHojoruii [IBDY (BnanusocTok,
Poccus).

BJIIATOJAPHOCTD

ABtopbl 0naromapHbel I'.H. bonmapenko u3z Muctu-
TyTa xumuueckoil texnosoruu CO PAH 3a nposenenue
W MHTEPIIPETAIIIO PE3YJIbTAaTOB PEHTIeHO()a30BOro aHa-
nm3a, E.B. Ma3ypoBoii 3a npoBeneHre ChbeMKM Ha cKa-
HUPYIONIEM 3JIEKTPOHHOM MUKPOCKOTIE M BBITIOJTHEHUE
OJ1C-ananuza, JI.LA. ConoBbeBYy 3a KOJUYECTBEHHOE
omnpenesieHue (aszooro coctasa ueHocdep, U.I1. Una-
HOBY 3a U3MEpeHUE MOPUCTOCTH U YISIbHOM ITOBEPXHO-
CTH METOIOM HU3KOTEMIIEpaTypPHOIT aIcOopOIINK a30Ta.

KOH®JIUKT UHTEPECOB

ABTOpPBI 3asBJSIOT 00 OTCYTCTBUU KOH(JIMKTA UHTE-
pecos.
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ZIRCONOSILICATE SORBENT BASED ON COAL FLY ASH CENOSPHERES
FOR CESIUM IMMOBILIZATION IN A CERAMIC FORM

T. A. Vereshchagina®?, E. A. Kutikhina“, O. V. Buyko?,
A. A. Belov¢, O. O. Shichalin® % *, A. G. Anshits*
“[nstitute of Chemistry and Chemical Technology SB RAS, FRS “Krasnoyarsk Science Center” SB RAS,
Krasnoyarsk, 660036 Russia
bSiberian Federal University, Krasnoyarsk, 660041 Russia
¢Far Eastern Federal University, Russky Island, Vladivostok, 690922 Russia
4Sakhalin State University, Yuzhno-Sakhalinsk, 693000 Russia
*e-mail: shichalin_oo@dvfu.ru

KYPHAJ HEOPTAHUYECKOW XUMWHU

Hollow aluminosilicate microspheres (cenospheres) of stabilized composition (glass phase — 95.4 wt. %;

(S8i0,/AL0,)

glass

— 3.1) isolated from fly ashes from coal combustion were used to prepare composite sorbents

containing a sorption-active component based on zirconosilicates of framework structure. The synthesis products
were characterized by XRD, SEM-EDS and low-temperature nitrogen adsorption methods, and their sorption
properties towards Cs* were studied. Zirconosilicate material demonstrates the high distribution coefficient in
the process of Cs* sorption from aqueous solutions (~10°—10* ml/g) and stability of sorption capacity as a result
of decationation. The possibility of application of SPS-synthesis technology to create high-density mineral-
like ceramics for cesium immobilization based on the zirconosilicate sorbent has been investigated. The results
of dilatometry, structure and porosity analyses were obtained for ceramics sintered at different temperatures

(800—1000°C).

Keywords: cenospheres, zirconosilicates, sorbents, spark plasma sintering, mineral-like ceramics
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