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SVWTRERBEMCE VRNTL2HEAE S, RRIBEZrOCL2HMEICLY
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BRRZrO L LTHEL. HBBHEPOZrBENFATEKDL,

KAaREL ZWImAXREIT(CuKa,Ni—filter, Geigerflex—Rad
1B, BB ICEY. HOREE2TL -2, FNFNNEBRRTOBREK &
EREANETFEBRBR(TEM 2006V, JEM—-200CX,HEREF)ICENHEL.
FOREFEIIRAKXKEH X0 FMEWE & Scherrerd R b Kbz, Bfy
BZrO.:m(111)e—27nHEEicWarrendR52> 21500°C ¢ 5 BEMMBR L 2=
a—7n ot EHvCERBICE IR ) 2 MIEL 2.

2. 3 ¥ %R

2.3.1 MEBIUCREEEICLIVE

1 ~4nol/l ZrOCIl. KEBN 150~200CRECH L NI MATBRERDIT
BRTRMEZr0. 0¥ EHERLE,

M2 -1 ARWHNTEMERE2RT. ZrO BN TFHEEKEHBRL T3
NHBRENE, R -1 RARXBAFICL Y Kb RBTOREFEB LV
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R2-1. BRBREZ-OClL.KARELRWHNTEMEH,
(a) IM ZrOCl., 200C. 2B s
(b) 4M ZrOCl., 200C. 2H Pl
(¢) 4M ZrOCl., 150C. SHMAE

#£2-1. BBREZrOCLPLOKBMBRELREMEZr0.0RTFE,

RERE(C) | FM(H) | RERE(vol/]) | —ARFEA) | BERTFEA)
1 317 200~1000
200 2 2 36 200~ 600
4 43 100~ 300
150 5 4 38 300~1200
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BLIAY. ERWOERIZBEOL T a5, WL 2ICHEIL7ZV I =Y 208N
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FEERN T EIIN0. 4z TREL,
RBIBRRBICET Z &R
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Synthesis ratio of monoclinic Zr0,

0.5 < 2(0.2)

A Z(0a)Al1(1)
ERFEwoOBMTLIZZELHR ® z(0.1)A1(2)

A 2(0.2)A1(1)
HEDLN, THORERTFHKILIE 0 7(0.2) Al( 2)

v 2(0.2)Na(3)
EBRAXEVGLABEA X IC
EBbOTHEIERHLPTHY, 0 5 0 s 3o s
RETIHRA A 0L ENE Hydrolysis time (h)
BEHMKILBEMNKE, 4R M2—-4. ZrO.BRFALERE
THRP/EZrO.nEEML L (i DEFM B EAL. (150°C)
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LOBERTFELEBLIALLE., TORBITORBETFERITEMICE 31 KN
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CREMZEL, 1ARTFORSEL L{RABTORETEIFET TSI LA
BoHbLnb,
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B2-5. AICIL:ZrOCLEAKBEENKRABERWNTEMEHR,
(a) Z(0.1), (b) Z(0.1)AI(1), (e) Z(0.1)AI(2),
(d) Z(0.2), (e) Z(0.2)AI(1), (f) Z(0.2)A1(2)



H2—-6. ZMEREWEZrOCLORAKBENKRLAEL RO TEM
EH. (a) Z(0.2)Na(3), (b) Z(0.2)K(3),
(e¢) Z(0.2)Ca(3), (d)Z(0.2)Mg(3)

%m 2(0.2) Al 2)

J\/\/\#\—m 2(0.2) Al( 2)
() 2(02)

/fm\t(c) 2(0.1)A1(2)
(b) Z(0.1)AL(1)

(a) z(0.1)
1 1
20 30 lolO

20 (") Cu Ka

K2—-7. AICl:&ZrOCIlBAKEM KM B Yo 8K X #E K.




£2—-2. HBRBEEERAACERETCOKRBRERBRYRZrO. R TFE,

Apparent Aggregated
Sample crystallite particle
size (;\.) size ()
0.1M 2ZroOCl, 60 500
0.1M ZroCl, 1M AlCl, 29 1000
0.1M 2r0Cl; 2M AlCl, 27 2500
0.2M ZroCl, 38 800
0.2M 2r0OCl, 1M AlCl, 27 2000
0.2M Z2roCl; 2M AlCl, 25 3500
2. 4 # %

2.4.1 KDALY

Fha=7 ARKBREMBRES L EMAIMRICENKMLEBBNEZr0,
WRTHERT 5, RIS, 10CHOMBREICENERTIHRNEZr0 . BHT
KOWTRHFLI(REEATEY VO Flzid 0.1 nol/ld % L B0
=7 AKEBO 140HOREL L HE LI ArB LN, ARBEORM L
TRRF25% 5 1000X1000X300A NEERFHERL, T 1 KRTIEEH
BREEL, TNRMHAMIZ<101>RXiIE<TI01>ThHaI br@iEsnt
Vi, RERTYL, SRWIERNEZr0.0Hh ), X+ —KBFOHRLEFH
BRTHN, ERERBLIURBRILO 2 A =X A AEWICE -+ E2 603,
Lal, ~KARTFORBEILEEETREEC CEOBERRICED TRELE
b8 b nre,

2.4.2 MUBIUVBRENTOERME

*xVIBAEI v = AKBBOMBMMKIBIZL 2 Zr0 &5 10iE. HIL
DBTMELNLCI™ A X YOBRENVHEMIZE > T, REBTOREFRIZ S
(ZN. RNORBERTIIRES LS, RBTORBRTENNESE 301X, BR
PLORPBEI NI =T7oRECBCT, BEREEBRICH T 2BTBREED



W RE(LBILEEERTE. CIU A3 OMMEBENEI LI =P04R
PECT(HZ2-4)0C. ThIIBEREOREIB LI 10 : - Te
bRl il b, CIU AXYHRPEI LI =7ORERFETICERE S N,
ZrO . NEEREEY I EFR LS,

MBMKGRICE > TERTIRP/EI N =70 RBIORETFERC +0
BENFOREZEALCE HELNDINCTCORNEI VI =P REE
EROIRDOBR BN, TOR¥RELRE2 -3 IZRLE, ZrOCLOBE
NEMELbIc, RBETOBETERINE( LY, 2 0BERTFRKRE (2B
EMRENTVE, BERTFORREZrofr LBy 20c, §%
NTFOREZRZENEZRIIANLTTNE L LR VA, ZrO Cl, MK B4R
WEZrO L HCITHBNT, ARBEERRBITOREF Bo ke 2 PitH
CloBREELIZHBEL, B2-2RARLERXFL AV ICL2HECHCI 4 %
YORBEHEMERLBEIMIRLNS,

B ZrOBETOERIZOVCIZ MATRERWTHEH 1 A DPE

&2-3. ZrOCLMANMERBORE(HIEL DML )

Starting concentration Apparent Aggregated
of Z::OCl2 (M) crystal%ite particlf
size (A) size (A)
0.01 200 200
0.1 45 1000
0.2 43 1500
0.3 40 2000
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o ENHEICHEBLCZr0 . OBKEREE L T, REMBNZrO. .0 R#
FORETFEDLIVIFIARTERES TS, BEFECTHE. MAIBHERE
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LT3, CIT 4 2>n8miz. CI" 412t MASBREGERBTHEZ &
o MAGBREEOEEE T, L t0REE~OREOEMIBERE L
HEL. BEEHECNEHBEOREEZ I L L, BRELTHAEVIRETF,S
BOIRECERERTHERTLEEZEZBIENTE B,
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(DA% WA NI =7 A0HREFRBTOMAKS FERE TITIEE B
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BEAs B2 an,

()0, 2w0l/IDZrOCL iz 2mol/IDBEIC L B SICAICI 2 Ma o AkS
WOHI0CKAREIZE D, BHO, 4 unz THRILL 2, ZXRKELE
HEFHORCED TROTHRBOEER F»EL N1z,
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3. 1 ¥8

NI =T7EREORLERIE. BAEREL L IRELI VI =TICL 2R
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RRAIZEACTHN, BURELTCEF 25 -7v A PR L EICE BHE
RREOEW L OLIrBELN TR, FRora=PilonTivER+oE
WHRYBBRRELSA TRV, BREOZrOCL KBEROMASTRICL D &R
THRMEZrO . MNTII. BEBER. 0O HEBIZ2ZLICLVTEBEEORVZrO,;
SNERBIENGL DT, ZOZr0 .Y L ERVREERNO/ LY LVEEIZE
D NBEEERL, tNAEERTIZEICEVEMN, EH. BIUIHENER
VERZEHAUL. Y VEORREBIVERLEBRONTREA S L CBEREFC
2WTRE L 2,

3.2 EBRHE

3.2.1 ABROFY

duol/1 4 % LI NI =7 AKBBE200C, SHENKBRRE LT VA
MZrO BEHLERS 2, TOREMEBMLZrO MATF 2N, KES ¢
rBRERHFORSBWEEMEICEID ERERLETEELRBBIELERY
Bwvte, DB ZrO  REH 0. lnol /lic 2 LS5 HRL. B4 + LR 2
AeTpHS5 @B L ZrO &Lz, ZHOYNLIZY0:T3mol% # & 0F10n0!
BIHSEFEYCL, 2 BMBALE. YLVEOBREIHMEE2 X5 Zr0,0E
Bo1/3HLT2BNOPVALZE/MCERS N, ¥RV AMEN T AEBR
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O:YNWERRNDERBLTIHINFRAERLECEBFE LR, Y I7RAERLI VYL
BiragEs e, SICRRELACLERAFICL Y MARE 2T - 12,

3.2.2 #=E

ZrO YoMz HEREMEFICEI#EL 2. f}vﬂﬁmbﬂ?&%ﬂ:lzowf
¥, TGBIUDTAERZER. V-7V 2 X)E1ITHv. XEOKRINEE
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FERBMBCI VRO, KETRIBETHE(N.BH) k)., XBR#HBoBR
BREAYBTFEMA(BEERET. 200kV.JEN—200CX)iIck o 72, BiICBORRHEIZ
BARXBEFHBM ALY —CBE2IX), TNREOXKREFT (RFEER, 74 7
—7Vvy 7R) BIUVBRXBRAEFICLIAEL 1,

3. 3 MRIER

3.3.1 ZrO Y A¥YLBBEOHR

ZrO /N, D/ V0 ZrO BEZFE—ICL THETE, KBRLEICE
F5Zr0CLABBOBE,SRIZE, X KARRBREMSEVIZY., Bbnl
ZrONFOGBEREC L), BHELHL TS, L VEHEOAEVY LD
HirBROTCERYVEEZER LT BEER Y vopHo B %z, oH
6.5 BT 2 ERMBFIRBELMEL, F720H 2 YT iR BB ICH T4
REEEZLOABRAREL), ROBREBETTRHREL S, ERMMALS®RL T8
ERNFOTRENRVBREWEpHS ~CICEYM L2y i, BoOBRIZELEL
Tv 5%,

ERXETH24nol/l ZrOCl, KBHBN200C, SHEN KRz L 0
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RYNBDZrOBEE/ VOB EDREBRERLE, YAHRDZrO 8EH
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DBBICENNF LB, BRENDEXSOuwn Y VIRETE L 12,

3.3.2 Yy EBRomMAEKALEEHYE
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OmaEAL
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&3-1. MARBILZZc0.MOLEMRE LM PEHRR.

Treatment

0 o 0
Temperature 230°¢ 7007 C 1000°C
Item (5h) (0.5h) | (0.5h)
Specific surface
- (m2/q) 166.8 43.0 10.0
Parallel to 7 18
Linear film surface
shrinkage

Vertical to 8 25
(%) film surface

H3—4., HF{HEINa=THE,
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b, EREEEOEV(A)RERRERE» L XKREFICE T, BRICER
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~BIEL, BEBRLCVBI e s 5. ZOERBREREO BT ORAR
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MR- r MO TEMER,
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Amount of additive (Ca0)

0 moly 4 mol), 16 mol%
Ca0 content in Zr0,
Chemical analysis 15.3 mol¥ 16.4 mol? 18.8 mol%
Calc. from lattice parameter®™ 15.6 16.5 18.2
Zr02 phase
Aged at 150°C Cubic Cubic Cubic
fired at 1200°C Cubic + Cubic Cubic
Monoclinic

*using data from J.R.Hellmann et al.®’
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5.3.1 PR B & UKMLELERY

RS- TICKRILF 7 D RRBEHE L tOAEBRHEBEI UV —KBETEICZO W
TRl BCREICE24ARWIE. pH2 ~8T7+%—¥. pHI1WiRTLF
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£5—-1. RERRGFLEOLERY.

Run | Temp.| Time Conc. Solutions | Crystal|Crystallite | Sample
(°C) (days) (mol/1) (initial) phase*] size (nm)** code
Al water A 13 Ala
2 pH 2 A 8
3 | %8 4 0.2 pH 1 R 12 A3r
4 pH 0.1 R,A -
Hl water A 50~80 Hla
2 pH 2.8 A,R -
3 pH 1 R 50~80 H3r
4 1.0 2N HC1 R -
5 200 4 4N HC1 R,A -
2.0 4N HCl R 100
BN HC1l R 300~500 H7r
8 4.0 4N HCl R 50~100
9 8N HC1 R 100~500

* A=Anatase , R=Rutile
** measured by XRD for 98°C samples and by TEM for 200°C samples.
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