Y. Ipuconxa, M. Andpeiwgyx, B.I. Bepewax, M. Jlesandoscvka, O.B. Illesuenxo, K. Kyscudroecokuii, O./]. Bacuives

YK 661.883:1

Y. Ipxuconka, M. Audpeiwyx, B.I. Bepewax, M. Jlesandoscvka, O.B. Illeguenxo,
K. Kyxcudaoscokuii, O./]. Bacuavee

CTPYKTYPHI JOCIIIKEHHA HAHOPO3MIPHHUX ITOPOIIKIB
CTABIVIII3BOBAHOI'O CKAHAIEM(III) TA HEPIEMIV) AIOKCUAY IUPKOHIIO

Bapmascbka nogirexsika, M. Bapmaga, IToabma
JBH3 “Yxkpaincbkuii AepkaBHUil XiMiKO-TeXHOJIOTiYHM yHiBepcuTeT”, M. /[HimpomeTpoBchK
IncTuryT mpoo6sem Matepianosnascrsa iM. I.M. ®@pannesnya HAH Ykpainu, m. Knis

Mertonamu peHTreHiBcbkoro aszoBoro aHamidy, [IEM i CEM wmikpockorii Ta jia3epHo-
ro CeIMMEHTALIITHOTO aHaJli3y MOCHIIKEHO CTPYKTYPHi OCOOJIMBOCTI HaHOPO3MipHUX
nopoikiB cradinizoBaHoro CkanmieM(I1l) i Lepiem(IV) miokcumy umpkoHito, omepka-
HUX METOIOM CYMICHOTO OCA/DKEHHS i TiIpOTEepMaJIbHOTO CHHTE3Y.

Bcmyn

Hanopo3wmipHi mopolku cTadili3oBaHOTO Ji0K-
CUJly LIMPKOHIIO IIMPOKO 3aCTOCOBYIOThCS, SIK MaTe-
piaj 1151 TBepAUX €JIEKTPOJIITIB B TBEPAOTIILHUX OK-
cunHux naauBHux Komipkax (SOFC  Solid Oxide
Fuel Cell). Ile oO0yMOBJIeHO iX BUCOKOI KUCHEBOIO
IOHHOIO TIPOBIIHICTIO 1 XOPOIIOIO XiMIUHOIO CTIMKICTIO
npu ymoBax poootu SOFC [1]. B sikocTi crabiniza-
TOPiB KyOiUHOI CTPYKTYpU HIOKCUIY LIMPKOHIlO, 1110
3aCTOCOBYETHCS JIJIS1 BUTOTOBJIEHHST TBEPAUX €JIEKT-
POJIITIB, BUKOPUCTOBYIOTH PiIKiCHO3eMEJIbHI eJIeMeH-
™, i B nepiury 4vepry, Itpiti(IIl), Cxkanaii(IIT) ta
Lepiia(1V). TBepmi enekTponiTy Ha OCHOBI MOPOILIKIB
JioKkcuay HMpKoHito ctabinizopaHoro Ckanmiem(I1I),
nopiBHsIHO 3 ITpiem(IIT), MaroTh HU3KY MepeBar, mo-
B’sI3aHMX 3 iX OUIBIII BUCOKOIO iOHHOIO ITPOBIIHICTIO
Ta eKCIUTyaTallifHIMM XapaKTepUCTUKAMU, TIPYA TeM-
rneparypax poOOTU B TBEPAOTUIbHUX OKCUJAHUX Tla-
symBHIX KoMipkax (SOFC) (600—800°C) [2—35].

CyvacHOIO TeHACHIIIEI0 B PO3pO0IEHHI Ta BU-
KOPUCTaHHI TBepAoda3HUX MOPOILIKOBUX MaTepiaiB,
y TOMY YMCJIi i TIOKCUY IMPKOHIIO, € OfepXKaHHS 1X
B HAHOPO3MIPHOMY CTaHi, KOJIM PO3Mip IMePBUHHUX
yacTouok He nepesuiiye 100 um [6]. 3 uum noB’s-
3aHa i pi3HOMAHITHICTb METO/IiB, B OCHOBHOMY IIpe-
MapaTUBHUX, OJIEP>KaHHSI IMPKOHIEBMX MaTepiasiiB Ha
OCHOBI JiOKCU1y LIMPKOHiIO: LUTpaTHUit MeTon [7,8]
TeMIUIATHUI CUHTE3 [3], MeTon po3MMIIOBaIbLHOTO
cywrinss [9], cmamoBanns [10] Ta 301b-T€JIb TIpOLIEC
[11]. OnnHak, HalOiIbIIE TPAKTUUHE 3HAYEHHS JUIST
ojiep>KaHHSI HAHOPO3MiPHMX MOPOIIIKiB CTadi1i30Ba-
HOTO JIIOKCHIY LIMPKOHiI0 Ma€ METOJT CyMiCHOTO OCajl-
>keHHs [12] Ta rinporepmanbHoro cuHresy [13].

Mertoto naHoi poboTH OyJ10 BUBYMTU METOAAMU
peHTreHo-dazoBoro aHanizy, [TEM i CEM mikpoc-
KOITii Ta JJa3epHOro CeAMMEHTALIIITHOTO aHali3y CTPyK-
TYPHUX OCOOIMBOCTE HAHOPO3MIPHHMX MTOPOIIKIB CTa-
oinizoBaHoro Ckanuiem(IIT) i Hepiem(IV) niokcumy
LIMPKOHIIO OfIep>KaHWX MeTOAaMM CYyMiCHOTO oca-

JDKeHHSI Ta TiIpOTePMAIbHOTO CUHTE3Y.

06’ckmu i memodu docaidncens

BuxinHi mopoiiiku cTabilizoBaHOTO MiOKCHUIY
LUAPKOHIIO CKIARy Zry4,5C) 05Ce 0100045 OyIM OLEP-
JKaHi METOIOM CYMiCHOTO OCa/XKeHHSI 32 METOIMUKOIO
[12]. ITpu poMy OyI10 TOCIIIKEHO ABa 3pa3Ku, OOUH
3 sikuX (3pa3ok I1) OyB omeprkaHuii 3 3aCTOCYBaHHSIM
METOAWKH a3e0TPOITHOTO 3HEBOTHEHHS BUXiTHUX
ocaniB [13]. Takoro k ckjamay IMOPOIIKK OyIu Oaep-
JKaHi METOIOM TiJIpOTepMaJIbHOTO CUHTE3Y 32 METO-
I1nKoio [14]. MikpocTpyKTypa IOPOIIKIB JOCTIIKY-
BaJIach 3a JOTTOMOTOIO CKAHYIOUOTO i TTPOCBIYYIOUOTO
mikpockorna (CITEM, Hitachi HD-2700, 200 kV ).
PeHTreHiBChbKi CrieKTpy OTpUMYBaiv Ha IUMPAKTO-
meTpi Philips 1830 PW mist KyToBoro giana3oHy 2©
Bim 20° o 140°. Po3mip 3epeH OyB oOpaxoBaHUit
meronoM Binbsamca-Xona 3i criektpiB XRD Tta pocni-
mxeHb CITEM 300paxeHb, 3 3aCTOCYBaHHSIM KOM-
m’1oTepHoi mporpamu “MicroMeter”. Pa3zmip nopotii-
KOBMX arjioMepariB OyB BU3HAUECHUI1 32 JOITOMOTOI0
JazepHoro aHajizatopa Horiba LA-950.

Pe3yavmamu docaioncens i ix 062060peHHs

Dazosuii ckaad

HocrnimkeHHs (pa30BOro cKjaay MopolIKiB Ai0K-
CUAY IMPKOHII0, OfepsKaHUX METOIOM OCaKeHHS
(puc. 1,aTa 1,0) mokaszauu, 1110 BOHU MalOTh PELIITKY
KyOiuHO1 cTpykTypu. [Topoliku giokcuay HUPKOHi0
oIepxKaHi METOIOM TiIpOTePMAIIBHOTO CUHTE3Yy Ma-
I0Tb B CBOEMY CKJIaJi ABI KPUCTAIiUHiI CTPYKTYpU
KyOiuHy i MOHOKJIIHHY (puc. 1,B). KiJibKicTb MOHO-
KJIiHHO1 (ba3u B TiApoTepMaibHUX MOPOIIKaX CKJia-
nae 25—30%.

HasiBHicTh MOHOKJIiIHHOI (ha3u B MOpoIIKax
oIlep>KaHUX TiIpOoTepMaTbHIM CUHTE30M 00YMOBIIE-
HO TUM, IIO B TiIpOTepMaJBLHUX YMOBaX IOPYIIY-
IOThCSI YMOBM PiBHOMIPHOTO (OTHOUYACHOT'0) OCaIKEH-
Hs1 uupkoHito(IV) i Ckanairo(IIT). To6TO B rinpoTep-
MaJTbHUX YMOBaxX HE MOXIIMBO CTBOPUTH (hi3WKO-
XiMIYHI YMOBU 111 OQHOYACHOTO ocamkeHHs Llup-
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koHio(IV) i Ckangiro(IlI), 1110 € HeoOXigHOW YMO-
BOIO [1J151 BACOKOTOMOT€HOT'O PO3IOALIEHHS CTa0uTi-
3yI04oi 100aBKU B MaTPULIi TIAPOKCUIY LIMPKOHIIO, i
SIK HACJIIOK, OAepKaHHSI KYOIYHMX TBEPAUX PO3UMHIB
(cTabinizauii KyoiuYHO1 CTPYKTYpH) JIOKCUAY LIUPKO-
Hi10.
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Puc. 1. PentreHiBcbKi audpakrorpaMu MOpoILKiB CKIIALy
Z1,895¢,1Ce,010p 945, ONEPKAHNX:
ocaKeHHsIM: a — 3pa3ok [; 6 — 3paszok II;

a, 6 — cymicHUM

B — FiﬂpOTepMaﬂLHI/IM CUHTE30M

Puc. 2. CsitnomninsHi CITEM 300paskeHHSI TTOPOINIKIB CKIIaLy
Zr)495¢,1Ce,010p 045, ONEPKAHUX: @, 6 — CYMICHUM
ocaKeHHsIM: a — 3pa3ok [; 6 — 3paszok II;

B — Fi,[[pOTCpMaJ'[BHI/IM CUHTE30M

Mixkpocmpykmypa nopouixie

SK BUOHO 3 HaBeJACHUX HA PUC. 2 CBITVIOMiNIb-
Hux CIIEM 3HiMKiB, HOCTiIKyBaHi MOPOIIKU Ma-
I0Th OimucCIIepCHY CTPYKTYpy. IlepBUMHHI YaCTUHKU
poamipom 10—13 HM cKIagaoThesl B arperaTu (ppak-
TaJIbHOI CTPYKTYypH. Po3Mip arperartiB 3aJIeXKUTh Bif
YMOB oJiep>KaHHsI MOPOILKiB. Tak mpu BugajaeHHi Bo-
JIOTU 3 OCAIKEHUX TiIPOKCUIIIB METOIOM a3e0TPOI-
Hoi nuctuisiuii (3pa3ok II) po3Mip arperaTiB ckianae
50—200 HM, B TOl yac, SIK B 3BUYAlHMX yMOBax
3HEBOJHEHHSI PO3Mip arperaTiB 30UIbIIYETHCS i CKJ1a-
gae 150—400 uM. Po3mip MepBUHHUX 4YacTOK MO-
POIIKiB, OfEpPXKaHUX TiIpOTepMaIbHUM CHUHTE30M,
CITiBMaga€ 3 po3MipaMy MEePBUHHUX YaCTOK APYroro
3pa3ka. Po3mip arperatiB ckiamae 100—400 HM.
Po3Mip mepBMHHMX 4acCTOK JJIsI BCiX 3pa3KiB, oOpa-
xoBaHU MeTomoM Binbsimca-Xoia 3 aHanizy XRD
crektpiB (ripodine minii (111)) cmiBnagatoTs 3 na-
HuMu BucokoposainbHoi CITEM (puc. 3). Ilo-
PIBHSIJIbHI pe3yJIbTaTh BUMipIOBaHb HaBeACHI B Ta0O-
JINLI.

Puc. 3. Bucokoposainbai CITEM Tta audpaxiiiiiti
300pakeHHsl TIOPOLIKIB CKIAMY Zr)9S¢,;Ceq 100 045,
olepXaHuX: a,0 — CYyMICHUM OCaIKeHHSIM: a — 3pa3ok I;
06 — 3paszok II; B — rimporepMaJbHUM CUHTE30M

Pozmip aenomepamie

Posmip armomepatiB 1oCTiIKyBaHUX MOPOILKiB
OyB BU3HAUYEHUII 3 JAHUX JIa3epPHOTO CeAMMEHTALlili-
Horo aHanmidy (puc. 4). AHali3 OTpUMAaHUX JAHUX
MOKa3aB, 1110 TiApOoTepMaibHi IIOPOIIKHK CTabiIi30Ba-
Horo Ckanmiem(I1I) miokcuay LIMPKOHIO MPOSBIIS-
I0Th HaMOINIbIIY CXUIIBHICTB A0 arperauii. CepeaHiii
po3mip arperariB ckianae 3,3 MkM. Po3mip arperatis
TOPOLLKIB OIeP>KaHUX CYMICHUM OCAIXKEHHSIM CKJla-
Ja€ BignosigHo 2.2 MkM (3pasok I) i 2,0 Mkm (3pa-
30K II).

XapakTepHi po3Mipu CTPYKTYPHHX CKJIAJIOBUX HAHOPO3MiPHUX MOPOIIKIB CTA0LII30BAHOrO JIOKCHIY IIMPKOHII0 CKJIALY
Zry 3,S¢ (Cey 9100 45

Po3mip aromepariB 32 |Po3mip nepBHHHMX 4acTO4YOK 33| Po3Mip MEpBUHHUX YaCTOYOK 3a
Merton cuHTE3Yy JlaHUMH JIa3€pHOTO X-npomeHeBUM MeToioM  |nanumu ananizy CITEM 300paxkeHE
CeMMEHTAlIHOTO aHaJi3y Williamsa-Holla “MicroMeter”

CymicHe ocaKeHHs

M A ’ 2,0 MKkM 11 aMm 13 am
3pa3ok |
CyMicHe ocamKeHHS

M A ’ 2,3 MKM 12 am 11 am
3pa3ok II
TippoTtepmanbHuii

AIpoTep 3,3 MKM - 13 am
CHHTE3
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Puc. 4. CenumeHTorpamMum MOPOUIKIB CKJIamy
Z1)405¢),1Ce,010p 945 ONEPXKAHUX: @, O — CyMiCHUM
ocaKeHHsIM: a — 3pasok I; 6 — 3pazok II;

B — TiOApoTepMaJbHUM CHUHTE30M

Bucnoexu

BcraHoBneHo, 1110 TTOPOIIKM, CTa0L1i30BaHOTO
Ckanpgiem(IIT) i Lepiem(IV) miokcumy LMpPKOHiIO,
ofepxkaHi METOOM CYMICHOI'O OCa>K€HHSI Ta TiIpo-
TepMaJIbHUM CUHTE30M MalOTh Pi3HMIA (ha30BMIA CKIIAL.
ITopouku ogepkaHi CyMiCHUM OCAIXKEHHSIM MalOTh
KyOiuHY KprcTaniyHy cTpykTypy. [Topoliku onepxxaHi
riapoTepMaibHUM CUHTE30M MAIOTh Y CBOEMY CKJIai
1o 30% moHokyiHHOT hazu. [Toporiku ogepxkaHi, sIK
METOJIOM CYMICHOT'O OCA/IKeHHS TaK i riIpoTepMaib-
HYM CHMHTE30M MaroTh OiAMCIEPCHY CTPYKTYPY i SIB-
JISI0Th coboto (pakTanbHi arperatu 50—300 HM 3
PO3MipoM TNepBUHHUX YyacTok 10—13 Hm.
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