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BT VI F Y FEABRIGT 3 &, MASBRIGEHESRIED Z20KIE
CRA-DHS (L) BRIEFR LTRSS 1907  MUKSGR. Fl & KIS0 EE
HEGTLVa+y FREREC, 2ATASVESSESH>E-8> 5RO
RT3, |

kSRR I |
(R0)3=M-OR+HOH — (RO) 3 =M-OH + ROH - (1-2)
BEE5RIG
=M-OH+RO-M= —=M-0-M= +ROH (1-3)
=MH-0H+HO-M=  —=M-0-M= + HOH | -4

CITMRAMBOLEE. RETVELVERRT, THI+ v FOE K
SR B IRRI% L CRESSERICEL S, BRENCERT 3 AT & - TR
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V3 R Sh 5220,

@ KBIEMOERT 2154
TAI=YATAIFY FRIKERIE L TKBEHZ S 329,

Al1{OR)z + 2H20 — A10(OH) + 3ROH (1-5)
A10(0H) + H20 — A1(OH)z (1-6)

O BILYMOLRES 5188
2B(0R)s + 3H20 — B203 + 6R(OH) (1-7)

@ HLORESLED OBBELTY 3 EAKNERT 3188
MK SREOERE I & - TR & 5 RilhD SRIEROBHREE TH B, Siv
S TIDTFTNAF Y FBRCOBEESTH D,

(3) WMEESRE
ST AF Y FOESIBOIELOREOR. dLLROEEESILTHBI D M-0-M
T DEOIBEBBEEEERT S, AIAESITVIF Y FTRAU-8)D 5 (1-10)D &
A RESDHET,

- (OR)3=Si-OR +HOH —(OR)3=Si-OH +ROH (1-8)
- (OR)3=Si-0H +R0-Si= (OR)2(0H)— (0R)3=Si-0-Si= (OR)2 (OH) +ROH (1-9)
§0R)3231—0H +H0-Si= (0R)3— (0R)3=Si-0-Si= (0R)3 + H20 (1-10)

MEARIGESITVa+y FO—2hZhU LD T V3 + v EOMKSEL 5
%&50cmwgkm@5¥@m§&5huw§&@@?%7w:—»(mm)

RIELGHSEET 50 COZRENECHONT L EEAERDEL T L.,
RI-20 BRIER LA & > CRREST (W) « (B) 55VRZRENTEIT
© BEEENE2D, CASRPBTRERENFLORB/ART Vic, 55
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wiza e 4 FERT BT 52, | R
.fwﬁﬁﬁﬁuazmﬁﬁmmaﬁw\m/7»:*yk®mwké<%gs
Hdo 2EDTALIAF Y FRH{LTEETNLIODTDIEBVWADEET B L. KR
‘ﬁmfwﬂE&L\@ﬂ@*ﬁﬁ&?%&ﬁﬁ?ﬁéﬁféoﬁw*ﬁ&ﬁf&_
AL TATE Y FR—RTHCHES L TRERICE 3.

) HEeTaraFvR

EETNVIF Y FORRBERIYMOL Il HosFhic 2 BHo&RBTR
'%@8@%7»3¢9Fﬁﬂ6hfh50TwﬁUﬁE@iﬁﬁ%ﬁ@ﬁﬁow
XVWILEOTNVIF Y FR7Va—-VERPTHRWERE SRS, —H. T2
~ :vA@m%m£@7w:#vF&8L6¢ﬁ§5mm%&ﬁ%ﬁb\m%ﬁﬁ
LT v EAEERT E, TAIF vHER—ReRA-1D)TRIN B KIE
X DERT 5.

MOR + M (OR)3 — MM (OR)a4] (1-11)

 #2#2L. M=Li,Na,K,Rb,Cs M =Al,Ga
  C@l5ﬁﬁﬁﬁ2?wﬁﬁiﬁmﬁﬁ@ﬁE®§ﬁksmﬁ£Ecb@?uo
R RBHATAIRVFOLBREOE VMR TAMIF vEOBRICE > THEE
CRZFBIEbH0. BIAE. LiaZn(0CHs)s, Li2Zn(0C2Hs) 4, LiZn(0C2Hs) 37X E D .
&5w7w:#vgmﬁﬁm&cfﬁﬁﬁﬁmﬁ?&ﬁﬁm?ao$t7wﬂv
SBEYTHECT AN Y LECELEABET VIV A, 24T, S I A
REDHEESTVIF+ Y FEMSHA TS 18,35.36,37,39)

7. 2EBHEOLBT7TAIF L F MOR) & W (OR)4D—FHBVWIREHD 4
DOTAIFVEDD B—RMERIMAKSREETHEST S &, R(U-12)
i DODRIGICE 2BEOLEESL TN+ v FAERKRT 219-26.2T)

(OR)3=M-OR+HO-M" = (OR")2— (OR)2=M-0- M = (OR" )3 +ROH (1-12)
COFEE{LFEESE (Chemical Polymerization Method) & dIEATW3, 3t
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EEOBIC, TATNOTAIF Y FOMKIREEBERICOEENKE BT
%%ému\%bﬁmwﬁm7w:#§F%ééﬁ%ﬁ%wmmﬁﬁL15<C
EbdH B, Nasicon®® | PbTi0:2% 72 & DMLY Zr0248102%3“'31’\
Al20s—S1025R%2, %%\ Al203—B20s%°2 4 5 218 &, PR DR T Ik &Rk
REETH - RO 7 5 ABBRTEBE S LR oteo |
‘ﬁé7wj*9FpméééﬁwibﬁﬂLKTw:*ymemﬁ%ug@
CERLULAEEBRBEFLAVTOELOTH—-LHRER>EEZ 505,
 COHETR. MEEERT 3TN TOLBRTAIF Y FARVARERR
Ve b0 CEMTHRBEOEVLBE (RIS, FRELE) 2EH1 4L
LTEIRASRENTV B,

(5) BSRRE

FEiCORNAEDBEBT LI+ ¥ Fid MOR)xO—BRNTRENZ LI B FA
IKO-CHEADP. M0RBEEH >TWVWA, TAMIZDADTAIF Y FOBAE, 24
 ENDES T 0 F —130-CEEA 5200-300K) /mol, A1-0%E & ASKI500K T /mol & LK
C SRTHED | BSEBCREST 3 A F—D/NEVO-CREANIN T2 o &8
- BRREEIhZ. BB, FLOT VI FRSBOBRCBBERBLE
300-500°COEATER BRI L T, BIALMCKBRILMICE(LT 3 - & NERY
RHERD 5RTWV B,

ZLOTHNIF Y FORDT, WL SPOERRT NI+ ¥ K ORSRRIG A
MR FEARSHTVWE, TAIFY FORNBRIGIR, &L TVW2LBOBHE
& - TR RS & FIRIC . BALYISERR S 14 5 2 W iKBAL MDA
~fTé%éﬁ&éouTmhaM@7w:¢vF@ﬁﬁ%&mgw%%ﬁo
INaz=gLTAIFY FORMERIGER(1-1)D X 3ickbahz!iT 19

36)
[+]

Zr(OR) s—Zr02+ 2ROH+0lefin (1-13)

HI-19c CORIED A H =X LR UED, #HET 24 >ORBEETIr0 AL
&?60%@ﬁf7w:—w&:§%é%£t#V74Vﬁm%?%o%1&0
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RERMORELDF - LB, BERIGER » TV B, N S—BORIEIS
OTRIGRHCER LR . KRR LA & 5 BB CHREEL TH0R £ S

ROH—H20+01lefin ' o (1-14)

AR U 7cH20i 2 Zr (OR) o S MNZK 53 AE L« K MRAERINIE & S iclik L TR %
KT B MAKSBRIGIR, BOBRICLVBFRERRIGT 2720, RZekoisy
RS0 & - TRE SN B,

R RBARRIGIR. SETROBELT TR, TATF VEOBHREICL - T
LBABRIGOE I D PT IBER B, IrkPlicdiFnid

2r(t-0Bu)a > Zr(iso-0Pr)a > Zr(OEt)a : (1-15)

DB BRI DT ->TV B, COMEFR. AFHCHEEOR L
DBLLAEZSEISE—T LI ADIERBRSBRIENEI D PTVWI L%
RLTVWE, THady FOBRERRRCAERFE-SOE>SE=TLa -1
- DIEIRKENY,

TN I =Y AT F Y FRERIGA(1-16), (1-17), (1-18) D & S it B3R L
T KBET VI =o skt L T 4 v BERT B,

AL(OR)s — AL(OH)s + 3 Olefin (1-16)

ERpAre
2A1(0R)s — Al20s + 3(R-0-R) (1-17)
R-0-R — 3 Olefin + Ha0 | (1-18)

RU-IDERARLAERBRBOT, £l Ly brikssiemiick v BB L T,
TR IR LA I RKEERT 0 COL S REASBRIGORTTERL 7
TR UBKEF LT 4 VICHRBEL, KR ESIET AT Y FERIG L TN R
SHRFUGHHEE C 0 BRI TBALM O KB LM SRR T B,
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CEBRICAL(OBL) s ORSGERISOFEMAL = 2 M F—ZHIE LR, 14.6-18. 8K
c /mol Ty =9 /7 —VORKRIGDOERL: v F—14. SKca‘l/mol EEMBIT N
BRENDTWBE3Y,
“iﬁmﬁmﬁuﬁﬁfﬁﬁ%%ﬁmag‘7»:*yp@ﬁ%ﬁz¢mﬁMw”
FinEWET 5 ENTERVI LD S, R LARSBEBORTHAE . R
(1-19), (1-20) KR T & D BIMKGBRIGBE I » TV BE EEXL ShTWE3Y,

Al1{(OR)s + H20 — A1(OH)3 + 3ROH (1-19)
A1 (OH) 3 — Al20z + 3H20 . (1-20)

AR S h B0k, BESKA 2t BEBREICRE LTV 3H:05 50 i
TFTANI— VORI L > THERLALIBRIGLAE D EEL SN B,
OO REET AT FORSMRIGREMT. B BAIRIC X 5 IREE
RO TRAYMSERT2OTRAL . RERP CTRIMKSERESEC > T3S
BOLELOND, f-TTAI+ Y FORBEISIC BV T, RIGRPTA
BT AKPESIRRIGERICR LD SFEEL TV AKIE>WTHHICERT 5
 EENE B,
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1-3 BROBNEHEHE

C1-3-1 HEoH®

AFRE. €5 v 7 AWFE, 1B EOKTFORAKELTEL, B40
T OMEORE & SR TORAK TS ENKOMIORHERS S C L%
CEMELTOE, THbb, HeORTFORRK. K& &, MG, B M.
 RUZOSH. B TFARCOMRAEE THEME L. KT 1H 1L Homiti
EHOBVERENEEERT 5 EEHNELTL 3,
 ExORTFORREBRRCHETE SRR ROSRERDR ., ik 5V
| BEAREDA~EEYT 2 5% (MBRRE. WERSRE, REREE) o—%
 DOBEME (THI* Y FER) bbb, CNOOMATFOESRECHTSE Sicl
AL OHIE D TR B B RARETS B,

Lo LA TREESN TV ZBBERAREC L) ARENAE ORTFD
FARIZBEERKTH A M, AREBIL L - TR, ZETH-710H20WRSEL
CREHRROUTF BTN TOB S Ehb D, ARENEERTOMK EOM
BICOVTRREB-EFDEFR-TRVWIIW, T/, SRICHVWAEESICL b F4

T AMEOREEAKREC . HEAHOEVADE SN TFORECAHHIEL

K> TW3, HNFOELDHRIC>WTRERICEELHW o icikEd T
RESICHREE—CTEILPTERILP, NTFOERBED SHERLTH
FHETRERDBELLBRVERRLTWS, L L, RBiEL ORFOMK
ZRIELLARRZC RERPTORF2 5 [HEFADEHPLRNTORK I
WTRREEh TR,

LT, AR CRBEREBRT 2B LR FicEHL, B4 0N FoORKD
WESE— MR T 2R L., AREECAREHE & & ENEEKOBRE OF
BEHSPIZLT, HFORRPHRCKRETHEECOVWTRE L. &5k,
EREBEEPCEREAHCPHEBR LM TORREOMFEILLD . BrOoBRKOHE
PHB A > HF LORFORFEICS>OTRE L S5 CHODOHED S
BRIV FPLEREFOARANDOEHIEL>VTHRET I EEENELTY
5, '
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1-3-2 BIREE |
AREOHNTH B, Hr ORTFOBOHBISEL I HES T2 E®L .
XS IRiaDRE S PHRUHEROF LVWETFEARKT 3 Lo 0BBN T MR
Baicdic, HI-2LcERIIR L FIEIC Licd > THERTE » 7o _
FITRRLOTRONTVWIEBFHSBEIC > VTR L, Z2oHHic>0wT
BB Lt CORBEERRLTARFEOHRIETRVARER. SRAHE.
 ERAROBRECANSESEECH I EERVE LIRS OB VWTEH
CHIRBE Lo ESEETLTHROFBEL >DVWTRAZITRVHFKLE DL
C BMBFEEAECMATRT 1M1 oML S, & Sk FHROMEE PE
ORI VT OFMEEHL Lo 2 LT, BERMREC LD AR LAK
 FORROHEEOHE. LCREROHEEES>VWTRELER COEED
by HLOBEEET AR FORNFEICOWTEE Lo UTBEEHESED
RS % R T

(1) RREDFEOATZEFHIEEOBE

WRERIEER . BET CHEROTREEB IS~ CBAT S ENTE S
BEEE,r LT, FEHLRERETHBL, COREBRBEERASHOLHETHE
HETFRTE6DTH S, MERAREOEREN IR, WHOTROE—RES
b HFORE—EORESICT IR TS 2, HFOKSE &2, BEEL004nkl
ECHBHAE BT TS 50 £ C TERRTFON. K& &, RUKTFOMEKD
Bt owTRE L,

(2) ambEOERE
HEROBERAMEORTIC LD, SREE. SREHRCREHEIROHE »
HFOBRPHBICR bAERPEEEATVA LS DAY, Th>OHRY
1778 2T BREBROVTIR. BEROME. HLRETIHTOAEED
ZOATIRSVT, BHFEREECS>WIRH Ui BRERICSVTR, &
REER, ++ U7 —F2RORABRMMBEL B EHSFoNEH. ChLDL
BRAMERYCENT 3L REETS 2 DB AREEOLE >\ RS
Lo FEHBARORABIC >V TR, REOBRPEBOERBLUVAEOBEE T
DVWTRH LAk EB 7TV 2+ Y FREBREATAVIF Y FEERTEI LD
MG E EBARIGI & D AEORMEEE QMBS AL L b o, BEICS
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G703y FEROTHE O BIE O — kD% B OB A BREEFE ., K
FOMBEEROBEIC S\ TR Lk,

(3) BT OFEMEE OREST

RERE DBROFMEIIRHEK XBER. L. LEBENEL EoBnk
DEEREE £ RE Ll 3 HESTRDATO S5, BLKECHK LT
g s7-HicB3NTFIELFEOHERCERERG > TR 1B R FOT M -
ROBHEOVTHRE LFMES 5 LENS S, £ - TRFNOMRKSTHORIE
i WTRE L

(BB T OIGH (M kD ER)

WEASBEIC LD AR LR TEACTHREEE AR L. BEEOBEE DB
EROMBEICSOVWTRE Lo 7. HFOSMMSBVWEMEEL LR
Bl 3R FoBREFN2TRWILEEOBEC>WT AT,

(5) B T DEFBEEI >\ T O Tt 02
BT ORMBECHROMEIC X B H L ODRIEERORTFOAKIE > VTR L
7o
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FER AR 58
WED | jouablt WTTE DT
HiF
RL:iisa 10~0.1xm | wFoRReHRT
- "o : SR & BHETE
T 0.1umblF FIoituvoflh
PR F & BT
#x1-2 HYXOHE
{bemiate, Ty, XERE
5L
B F
(4 OBLF) AR, . RER. REOMD
fedR KO WIEE -
wEa, SHA. ERRE. BEXRB.
Rk RERUVHBE
FeME. HsK. M. SRk
Kl
B ok
(ifFo BHOFORSKE
matk) | B&Y
BERTOR. K& &, BROMZ
Bk

#1-3 BROMARLE

FIARE FAR FHET U
BnEETO HFoR%E W, Bk | K&, B EE
$E0OHT oA | MEH. R &l
A +5
Mkduc SR | EE~-R b B, K& &, 98
LTRBTA Zmp., wR | &
-7
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W At K& &, KA
SAHEREK T 4N -
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Ki-4 T8 % OEFHIRE

LR ERE | mBSE | BES | BEC | WFORIK | UHRE | &

| NiSOs | HeO | AR OB| R | 800-  [ARKEAM P J.GM | 1970
InS04 B - © 1000 | —RKLF @.| de LAU :
FeS04 ' BUk
AL(NO3)3 | 20 | BRWF 7%= & 750- A A R.Roy | 1977
Ca(NO3)2 | H20 950
By H20 800- oy 8l M.J.Ruf 1973

850 | TEMIEE | thner
T O &K
I fife 58 1y)- | Wi 8 ZER 1350 1 7 BR R iy 1972
v
B a8 )- | BKUF+ | ER 800- g 75 IR AR 0 % 1979
By [E S FES 7)) 1075
H20 | #X 4 #h
e B 18 Hz0 | BEF K ZBRA | KKK F 5§ 1985
IR N 600-
THIEY N 800
b B 1 )- 1 BKRFA ER 800 o ZE R IR Ay 1983
AL(NO3)a | ¥ +
F{ERxfy | Ha0
151189 a0 | 7437 VICP | THI ¥ AEMEH | FN 1985
Wk F
Bty - | BKF K #& K B NRRERYR | E. Mati | 1983
THIty b T jevit

£15 SEAEOBIGHEET LI+ KO

Electro-

Metal negativity Xo-Xm Remark
X

Li 1.0 2.5 Solid alkoxide*
Na 0.9 2.6 Solid atkoxide
K 0.8 2.7 Solid alkoxide
Ca 1.0 2.5 Solid alkoxide
Y 1.2 2.3 Mostly solid alkoxide
La 1.1 2.4 Mastiy solid alkoxide
Er 1.1 2.4 Mostly solid alkoxide
Dy 1.1 2.4 Mostly-solid alkoxide
Yb 1.1, © 2.4 Mostly solid alkoxide
Lu 1.2 2.3 Mostly solid alkoxide
Th 1.2 23 Mostly sofid alkoxide
HI 1.3 2.2 Often liquid alkoxide
Zr 1.4 2.1 Often liquid alkoxide
Ti 1.5. 2.0 Often liquid alkoxide
Al 1.5. 2.0 Often liquid alkoxide
U 1.7 1.8 Often liquid alkoxide
Si 1.8 1.7 Often liquid alkoxide
Ge 1.8 1.7 Often liquid alkoxide
8 2.0 1.5 Liquid or gaseous alkoxide

*Al room temperature and pressure.
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Ki-16 FExOE&RB7TNIF+ ¥ FLERETORE
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©
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Gel formation

Solution
1 } \ 1
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#£2-1 BHESOEE

LA RR DA AN #iH & 97 hi % it AT 151
(gm)  {E/cn®

EF RS Sinclair- DOP, DBP  0.05-5 10% HERUEBEH W
LaMer ¥ KRR H B
MR TR DBP 0.3-0.5 10%-107 EEHEBHLE

Ti(OEt)a 0.32-0.74 107-10% BiS} i

ks XA - 20-43 - HBRATHILEY
Btz 4 2 2 8 952y 19-100  10%-10% Ri@RA3THASIR L
HEkRHY - 2-4.9  10'%-102% FLHBBE W

DOP:Dibutyl-phthalate(Cisliz204)
DBP:Dioctyl-phthalate(Caall3s04)

#1-1 BEHETHROHN

e % f d ﬂ’ilﬁftﬂl_ﬂf ERHE (um)
(kHz) (um) (mi/min) e BRI
DeVilbiss 1350 3.5 6.2 3.8 6.9
Lovelace 800 4.9 — 3~10
Denton 1000 4.2 1 4~6 —
3000 2.0 1~3 -
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F2-3 REREVISHE D WL FRIEA

R (%)
B2, L g | EhHEx
% B MmO o om| (2 ANE)|(cmH:O | i Cem/sec) ==
(mm) 0.3um
(um) cm/sec e
T | 16.3 | 490
Toyo No.1 A e~ 1012 — 0. 51 65 89.5 —_—
EAY X
2z Nob5A z % 0.22 — 0. 46 75 97.6 89.6
~# Nob5B 4 2 0.22 — 0.18 a0 >99.9 | >99.9
7 No.5C 7 2 0.21 _— 0. 48 93 99.0 -—_
Whatman 41 7 < 0.18 - 0.76 46.5 91.5 83.3
GB 100 z HZA 0.3 —_— 0.8 99.9 1 >99.9( >99.9
7 100R 4 z 0.35 —_ 0.6 7 — —
Millipore HA AT e~ X0 15 0.45 4.7 >99.91 >99.9¢ >99.9
v T ATV
% AA % % 0.15 0.8 3.2 2 7 2
Toyo TM 2 7 7 0.14 0.45 5.0 » % P
» TM 80 7 % 0.15 0.8 2.4 % 2 %
Nuclepore & KYAH—10012 0.8 0.19 —_ — —
HFx— b

#i1-4 BLrOFs 7ty FOESE

Boiling Point (°C/mm) Molecular Complexity

R in Ti(OR), Ti(OR), Ti(OR),
C,H; 103/0.1 24
CH,CH,CH,CH, 142/0.1 —
CH,(CH, ), 214/0.1 1.4
(CH,),CH 49/0.1 1.4
(C3H,),CH 11201 10
(C,H?),CH 156/0.1 1.0
(CH,);,C 93.8/5.0 L0
C,H,(CH,),C 142.7/5.0 1.0
CH,(CH,), 175/0.8 14
(CH,),CH(CH,), 148/0.1 1.2
(CH,C,H,JCH-CH,  154/0.5 1
(CH,);C- CH, 105/0.05 1.3
(C,H,),CH 112/0.05 1.0
(CH,C,H%)CH 135/1.0 1.0
(CH,C,H})CH 131/0.5 1.0
(CH,),C,H,C 98/0.1 1.0
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£1-5 FABTFAVREOHERK

Sample No. | Concentration Molar ratio | Cataiist Refluxing
‘of TEOS(mol/1) | of TE0S/Hz0 | NH4OH(mol/1) | time (hr)
11 ‘ 0
12 0. 5 0. 67 0. 018§ 4
13 12
21 0
22 1. 5_ 0. 67 0. 015 4
23 12
31 0
32 4
33 2. 24 0. 67 0. 015 12
34 18
35 24
£2-6 FAEAFVIEEOEK
Sample No. [ Concentration Molar ratio | Catalist Refluxing
of TMOS(mol/1) | of TMOS/H,0 | WH,OH(mol/1) | time (hr)
S41 2
2. 24 0. 20 0.°004
S$42 4
S51 2
2. 24 0. 25 0. 004
S$52 4
S61 2
2. 24 0. 30 0. 004
S$62 4
S71 2
2. 24 0. 40 0. 004 -
- 872 4
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DATA NO. = 100

A{8s %3774 = 5,01 l[ua)

o
~ -

2 3 4 5

Drootet Size in Microns

(a) (b))

H2-3 HIHEEBCIORELABBONEST
(a)M. B. Denton¥ DMEFFER, (D) AP & E - OEFHas

N2 carrior gas Mist

(]
Exiting sound frequency
= |.7 MHz

Alkoxide
alcoholic
solution

Ultrasonic transducer

M-t ABRETAVABEEEOBRAR (EEREHHR)
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N t\\\\\\\\\\ R R RN
\\\} aws \\\ N \\ R N

Cooling—

£— N2

Water < IT
Ultrasonic transducer

{a)

130

45

~——Thin filtm

75¢
(®

K2-5 AVRTHAVWELEBHOMAR (MERHER)

SFitter
l——Quartz tube(33mms)

FURNACE
No.2
750mm

Alkoxide
solution ~> &~
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Ndl

<- Nz carrier gas
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B2-7 7aady FOBBROSEICE DAL TiOBAF O
TEMEER
F 9 ) 7T—HRFE:(a)1.01/nin, (b)6. 31/min

)

O

- 0
log(length/ um)

1
NT

X2-8 TiOMKTORESH
OEERE 600C, F v U7 —HXHE:0.41/nin
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(d)

0.1pgm

®2-9 600°CTAMK LTI MR FOTEMER
(a) HEEF &, (b) (c) (d) BEHREFZ
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(b)

(c) (d)
0.1um

X2-10 1200°CTARK LT MR FOTEMEH
(a) FHEER, (b) (c)BEREA, (1) BFHEEHRHE
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5.0 71 ’ : '
1200°C
2.‘5- AA_)\J_A_A |
N0 . - - N N N
~ 5.0 ; ;
5 .
& 2.5 , 1000°C
g 0 - A N N
85,0
.
g
2.5 1 600°C
0 T T ¥ 7
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28 {Cuk«)

K2-11 600, 10001200°CTAR L 72Ti0 K D ¥Y%E X BEIIFKF

oF o .

I TEMBeT-

i i 1 H 1 i
TEM

0.4f b

Ratios
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0.2 @ 4 L

0.06 i
0.05F -
0.04f _ 1
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\_ﬂ Q 1 1 1 1
0027600 700 800 900 V00
Temperature /°C
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(a)

(b)

®2-13 600, 10001200°C TERK L 7 TiO M0k + I ER O WM&

Flow Rate / -min’

X2-14 TiOMETF D+ + V) 7 —# 2 FHBIC & 2 TEMEDEAL
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5.0 7
Ti (OEt) , :MeOH
2.5 1
0 " ; ; ; :
5.0 ]
1 :MeOH
~ 2.5 Ti(OPT) ,
()
e~
X 0 ; ; ; = ; e
B 5.0 ]
-g Ti(OBu) , :MeOH
5 2.5 7
4
e~ .
S50 . . , . ;
5.0 7
Ti{0OBu) 4:EtOH
2.5 1
0 L E] LS T L3
10 20 30 40 50 60 70
28 (CukKa)
K2-15 Bro7rad vy FEREMLSERLLTIBBEKD

X2-16

(a)

¥R X BB R

0.

2pm

(b)

FIYI PR FBEITT b+ P S000CTEKL 2
Ti0 8k FO TEMEHR
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Viscosity N1 (cp)

0O-0-0-

@ Mean Droplet Size: Alkoxlde Only - Polymerization
’ @ y @ Degree (FD):
2 um
' Very Low

—>
@ PD:High
PD: Low
H2-11 7T aFy FOEFERIRICE BTi0MEFO
MR o R K
1.6F
TEOS Concentration: 224 mol/l .
N
A/
141 /
A/ - 1.5 mol/l
D
N
-
12F _/,.A oS 0.5 mol/l
©
10}
0 5 10 15 20 25

Reftuxing time T (hr)

K2-18 rA@g=7 lw"z&@ﬁio‘iﬂf‘f%‘i wwxid B R DAL
BTG ERRWS, 55°C
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0.03r TEOS concentration: 0.5 mol/l
0.02}
s Refluxing time (hr)
0.01t A
12
o0 1.0 2.0 30
£ 003f - 1.5molll
>
@ 002
QO
u
> 0.01:""'D'"'ﬂ -’"12
2 mh -4
3 . ,
§ 0 5.0 10.0
0.03F 2.24 molll
------ ¥ ¥ —y—-24
...... AV -
0.02} A% v-o18
______ J‘u i‘i “:--12
001: _____ A\ ,{_\__ ‘ A_-_4
0 50 10.0 15.0
SiO, Concentration (g/dl)
R2-19 Fik ORMETRAME Ul b 4 B x 7 VIO B TR
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(a)

K2-20 BEBEHRLSBFEICLDERLASi0MRFOTEMER

(b)

1 pm..

(a) TEOSERE:0. Smol/1, B HER - 4B FH
(b) TEOSIERE: 2. 24mol/1, B RE - 4R R

06}
€
N
= 0.5}
]
N
@
@
2 0.4f
S
Q
{25
03}
2068
\ ,
{15
0 0.01 002 0.03

Intrinsic viscosity (1] (dl/g)

Rl2-21 7 A= F VIEROBBME (7] SEKMTFOREB LY

BB 537 OBALR
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(a)

(b)

0.2 m

K2-22 FE4 OEEHAE» S &K L 72Si0 Mk T O E

(a) TEOSIEEE:0. Smol/1, SR HES R - 4B
(b) TEOSIEEE : 2. 24mol /1, B HBRE] - 1205 FH]
(c)TEOSIEEE : 2. 24mol/1, BB : 2485 18

Si(OCHa)a

N

N \/\/\N\A//\\/\/f\é\
WVAVAVAVAVAVAVAVAVAV.A NS

Mol %

X2-23 4 18 A F L-H0-CH:00 R B IR OREX
fih % - NH4OH, JFE 0. 004mol/1
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Viscosity /cP

2-24 #4&xfw%ﬁ®ﬁm%@w%?éﬁﬁmﬁw

0.5

0.9

0.8r

®: Sumpte' no. S4
A:Sample no. S5
A:Sample no. S6
O:Sample no. S7

0

5

10

Reflux time /hr

BN BRI, 55°C

0.0l

0.0l

X2-25 BAORGTEAMBLAY 1B A F VIEROBTHE

T 1 |
B Sample No.S4 |
! 1 1
T T 1
Sample No.S5
I ] 4
1 J 1
Sample No.S6
L. %\D\D—\!——
1 1 {
i 1 1
Sample No.S7
3 v Y
\V\V T
— L L
0 5 0 15

SiO2 content L[ g/100cm3]
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0.8 Y Y = T LB
0.7t | o

T
o
py

0.5

\

0.4r TR o
0.3 ' | ]
o2+ i

Particle Size /

().‘ I 1 1 i
0.002 0.004 0.006 0.008 0.010 0.0i2
Intrinsic Viscocity (gl /7 di-g”

R2-26 7 AEEA FNVBROBBE (0] CERNTOREOMLE

lVClpor .
' (Solvent)! !
= Droplet -
! :L.,.Vuporization '
0.015=[1] of solute
., Vapor | |
(Solvent)
. Droplet  =——fr—— @
| 'L-byC;POFi[zGtion i
0.009=[M1<0.015 of solute
| Vapor | '
(Solvent)|
LDrOplet ———— @
| ' v iZQtion g
[11<0009 T of solate | P
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WBEHEELT A FEMBERT B,
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ABTREROLBAREAUHBILMBE T2 AR L. KT OMRS X UK
BRAHOE—E R >WTHEE L, MERSRER. FEcEKoxkoy—RE
DESRBBEER VS L2, ASBRKIESHMNIEENTEBENICET T35
O FHETOMKOY L2 ERT 2 LRBETH 5. LA LARKRLRE
HRICOSELERO(LEY T H M EIRUNMAEE T b KO —LiIER LBV
». LRVWEREER T 3 EBIYCEAYTH 3 Ba RN TFAT oM/ MAET
OHDOE—HIRER Lic{ Vo £ THAPR TIRA TR O MUNEE T OH K
O¥—H2ERT 3D ICERHOT LI+ Y FOBESILETR - 720

TAaF Y FOBEALIRIZ2oOFENS D, HBRILYIPHE v 2 vEE L EIC
HADSFRIIBEOEBILHEESLEE 7V 3+ & F(Double Alkoxide) ZFoRK
TEHELIBEOTVa+ v FEREGT5HENH L, HAETVIF Y FEE
B3 B8 & LTSrTiOs D&M AR LT, STETioT o+ v FREJREED
EBRREVEDREEBLEST VIS Y FEERT 50 cOTAVIF Y FRIFD
AFREHEOTI EIEOSIHFE2EATVE LB IRTIESTOBEFREFA -5 —
TH—RRB T3, F1RIBERNTH 55rTi0sREER/LEMTHET V2
F Y FOMAKBBELDBESREREOURBRBE SN B I &b S bEHOEEL
MEERLEOWCEBOL-TWE, COIENSOEATVIF Y FEKROE
BRI L O MROE - FBER LBV &b 3,

ESRERNTHABICHEBE C>VWTHRITL. RRMKRFHBO—KREF
(BRT) OKESBHY—TH3ILth 5, HFAROERILIZEFHEBO W
5LIATH—IKEI>TWEIEBbh T,

531 20RELTASA FPOERBIERLIe 4514 FRIEVEBHEZE
THRHDRBEMRIETEM/MAEZ CHH—-THKOBEBAEZEZENT 3 ERE
MThHD, FAERT VIS FOSIEAILBIEEEOEINE Wi b
TAaF Y FREEKLBZVE, TRhFAOTLVIF S FERSBICIAKSRELT

-6~
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T& 5. XEESHEPOAILSIAFOSHRFER TV + » FORS MK R
BORBICKE(HEING, BehBELTIBEATNOT LIS Y PO
KA BLHENAECRBZBEICR. MAIREEOEVNT LI+ FE
TOMBENCKAIBELTEBL T EPMASBREEERIGCHVWAILIOBRSEE
TH Do " ABIFNETNI=ZO ALY TaEF L FHSALTL P E2EKT S
BAICRIYABIFALETFH0.8{EE VDOH0 TR AR L BRI IC4-6{5
ENVOHOTHES LIRS RAIESIORHBE I, ALLSiORHBE—I
HESHELPOSAER LA TREREZRIIERETH 20, TORORBAEIC X
DZEFNVEREOTHHEABRHE FICEHELS 1 FEPERKT 2, b bIE
FRGBITEL-T, RHABARPOSEBRTROSHTEH—CE TR E 2K &
¥El &k, ROBARPTOMROLET 2B FERK FoMK O —H %0
EdaEMBTES,

el
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#3-3 Fi ORBHEE
HEE 53 A U] 7E &3 51 Helog B By Fi
(1 m) (8) (min)

KEEWE Bk Sk 400-0. 2 <1 -

BFEME EZE 20-0.002 <1 -
% ER 5000-37 5-20 20-60
ik 5000-5 5 >60
RiEtEH = 5000-20 5 20-60
I-wy-h9vy- R 400-0.3 <1 <60
BEhkE (& 100-0.2 <5 >20
PN W37 Ak 100-0. 02 <1 20-60
KEELE Wik - 1-0.1 <5 <20
JEYTE B =R 1800-1 <5 <20
X BadleE A% 0.05-0. 0005 <1 <20

#£3-14  1200°CTARK L7 SrTi0s Mk F DA

Data Ti Sr Ratio Particle
No. C(atm®) (atw®) (Ti/Sr) size (um)
i 49.82 50.18 0.99 0.36
2 49.88 50.12 0.99 0.20
3 49.97 50.03 0.99 0.38
q 49.36 50.64 0.97 0.24
5 49.54 50.48 0.98 0.186
6 49.98 50.01 0.99 0.28
7 50.31 49.69 1.01 0.30
8 48.07 51.92 0.92 0.38
9 48.57 51,43 0.94 0.70
0 19.14  50.86 0.96 0.70

average 49.46° 50.54 0.98

g - -0.86 0.66
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#3-5 A 74 FEEHAROHRE HETGE

Composition of Sotution H20/TEOS ratio and catalyst used Refluxing
in partial hydrolysis of TEQS Condition

TEOS AlCiso-0Pr)s EtOH Hz0 in Solvent
{wol) (2 (mi) (ppm) H20/TEOS ratio Catalyst . Temp.- Time
0.008  0.024 400 1000 —_—
8.008 0.024 400 < 100 ’ — 75°C-6hr
0.008 0.024 400 1000 0.8 HNO3 -_—
0.008 0.024 400 1000 0.8 NH4OH —_—
0.008 0.023 400 20 0.8 HiNO3 75°C -6hr
0.008 0.024 400 1150 0.8 HNO3 75°C-ghr
0.008 0.024 400 1600 0.8 HNOs 75°C-6hr

#3-6 FeoRRAR» SERLILLS A FHEFhORIRE

et e e e

F1EM
Sample  Prepared Morphology of Phase present in Powder
Solution Particles
As-prepared 1000°C-heating 1200°C-heating

A-1 Insoluble Spherical Non Cryst. Spinel Mullite +8 -Al,0;
B-1 Precipitate Spherical Non Cryst. Spinel Hultite +6 -Al,0s
C—1 Clear Spherical Non Cryst. Hullite Hullite

c—2 Clear Spherical Non Cryst. Spinel Hullite +6 -Al203
D-1 Not Clear Spherical Non Cryst. Mull.+Spinel Mullite +6 -Al,0,
D—-2 Clear Spherical Non Cryst. Multlite Mullite +6 -Ai20;
D-3 Clear Spherical Non Cryst. Multite Mullite
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#£3-1 1000°CTIOSEIRME L & 5 4 b 30K F IO @K
(MIERRE3-1TOMRFRIRRLTSH 3)

position
sample
: : 2 3 4 5
. (Al1203 mol%)
D-2 64.4 68.8 68.9 12.3 66.5
D-3 60.2 58. 6 59.9 59.3 58.9
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(b) lpm

(c)
R3-1 MeOFECLDERLAMNTFMEDS EMER

(a) BRBRATICTRYE, (D)1 4+ > v = v 7 & BT,
()3 7| k— Al k B UM

1xym

‘k (a) 1um (b) 2pum

XI3-2 600°CTEREL L 72SrTi0:hi F o (a) TEM, (b) SEME &
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0.1zm

BroBRETEKLSITiOME TR OMEE
(a)600°C, (b)1000°C, (c)1200°C
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1uem
X3-6 ARBEDRER SSrTi0Mb FHEOS EMER
AR - (a)500°C, (b)1000°C

(d)

0.1 xm

3-7T {EBEIC X BSrTi0sMALFHMOMBEEEL
(R (a) & EREL TR, (b)300°C. LE5RE, (c)600°C, 1FFRH
(d)1000°C, 11R¢ A |
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Particle Size / um
o
T

().2 { 1 1 i i i 1
500 600 700 800 900 1000 10O 1200 1300

Temperature /°C

XI3-8 SrTiOs#h T O SKEE & TEMR ORI

1pgm

(b) 0.1y m

X3-9 1200°C’C°éyiz LESII1000°C ISR EE L 7o =W+ O
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hydrolysis

concentration *polymerization
( )=0=0¢=

alkoxide polymer

liquid

nucleation growth

B3-10 SrTi0sPk FOoAEREMOBRRK
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ETOH (solvent)
195m|

|

dehydration
<100ppm

ETOH (solvent)
400m1

] H20
12.7ml

“partial hydrolysis of TEOS

0.29ml

Si(DEL) 4
200ml

I

50-3000ppm

3.5Tml

i
1
1
]
dehydration % refluxing (75°C—6hr,in N2)
1
]
1

starting solution

BS-11 &5 4 b ERHEIR O BB

— I - - .
copolymerization

A1(is0-0Pr)s X
4.9g

mixing (30 min)
refluxing (15°C—6hr,in No) i
: 1
1
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(c)

K3-13 HxroBEEEE» &R LA T4 FHRTFORER
(a) B A HEB-1, (b) BURIAMD-1, (o) FURHAMD-3
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Endothermic

ensity ratio

Lattice constant
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0.2z m (b) 0.2z m

R3-16 600°CTERKLA LT 4 PR TFO-)MEOTEMER
(2) BRRE R DI RER T,
(b)1000°CTI03RURBEL T A 5 1 MickERIL L 7ok F

(b) 0.2xm

KI3-17 1000°CCLOARIRHE L 7o & 5 4 b B F Wi @ o
(a) D-298KI ¥, (b) -39k F
(R FPOHFRES-TOEXR L 2RO ORERERLTVS)
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© Al+Si-alkoxide Al - alkoxide -
Si-glkoxide

Al-alkoxide
p olymer

Si-Al
copolymer

(c) Al-alkoxide
polymer
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SHREEZRLALERR
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o | N
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N . .
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non crystalline — {7 _A]-
/ |
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O-10molMEE DY20: EHML MR EER L. COMKERVTESLENL Y
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Yo0s THREL S NI Ir0BE4ERIZ. Y~ T Z P (Y203-stabilized Tetragonal
Ir0z Polycrystal) &MFiH ., BLEERIESM (Tetragonal. LIk T 45 L BE:)
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%o B4-11cY203 — Ir0 RRER 2R 41, COMRERIc B 2 w1 T
iR BARKDERIEYVF V4 PEEEBC UMBENERIEES & - T
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TIPRERE R OBRUBBRBHORLETHRTFY 7 5 » 7 DRz 2 1 £ — 21
WL, 72797 DEREIF3 &0 5 EERIL (Transformation Toughening) #i%
BRESHEELTWB Y, foT, BldicEY 5 THOMAKSC i 2
RE. MESMR LT 5, k7. BERTHRETRABORTH S ommAe £ v
MBNOEBEEEAONTVAH, HTFESSBKE S2MA 3 &8¢ s
BMICHMEESBCVBENEBET T 2. CORESEHARBRET L, — i
0. 3umBIREZDLATVB2Y B, HMEERAE A TRRES yn2fice T
HPRELFET 558655 (R4-2) 2122, v8bLL, Blwr . SUKET 2
PHHGLEET 5 LT,

OBAER T ORERTFEMMATIrOAS X 2HAB C &
QBEEETHHFEEL ., H—ilisgzc s
QEEEITSIL
OBREFTILERTRPIA R ORI ES TV L
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o DREER T, TZ Pﬁ%ﬁ@ﬁﬂﬁ%%*l:g*éﬂé%#ﬁi\
RO 3 RICEH A 322,29

OHFORENS LBl T T, HEAGIRBEELTVRVI &
OBMETH S &
QRELH DY 02 R FHAITH—CRBLTVWSE I &

QoW TiR, BETETEOBRERERET 2o, FERRPORT
DRESRIunBlTTH B EDNEE LV, BEAOERERERPELLT,
&%%¢®ﬁﬂ%§¢mm?6c&ﬁ#ﬁwi%v&%“*“o@&@KOPT
. BRI REBSBOREYSLRWEB TV aF vy FOT VI — VIBRERW
H5lERIDHLBEEHNEZRRENT VWS,

+HbE, KRBT LI+ Y FOMKIRICED . V05— Ir0 K EERT 5H
ETH Do Mazdiyasni S I9TER S VI =Y AEL w FYIADA Y TaFF
Y FOMKBRITE DY203—Ir0%2 AR L7229, RIGRIRD LI ILET S,

2Y(0C3H7) 3+ 3020 —Y203+6C3H70H (4-1)
Zr(0C3H7) 2+ 2H20 —Zr0z+ 4C3H70H (4-2)

T OB L 722102 & Y03 RIFB RBM T Yo0sd3Zr02ttic I —ic 3 HL 72 TEER
MIBBONE, COMKERHOVT, 1450°C, 1685 0B THELMEIr S RE
EER Lo LB L, TA3 3y FOMKSBRTESNAMRTRHMIESLE
BEAEERLEC. BERELS 3 HET 2 EHEETH B30,
meéﬁ?w:#§F@mmﬁﬁﬁm%5i(M@LTVW::?@&KE%
MR FEERT 2 LRI LTVWS32:38), k> EHKIE, HERORE
BELD S0 CHEVEETHABE OB LiciE L. Sby THREH
DEVHETS B, |

L L. @DY20:D¥—R it >WTHRUT IR ZEEEADNS 5 K4-3iCHE
BWHOESEA & v (Zrt*, Y3+, Mg2*. Ca®* )Z/KEtM & LCHBRE € 3580
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B DOpHE A ORRBKBALYIOME OBIRETRTo CHITK B &Y205— L0z
WEERFLS ELT. Y1 &IrClakiBIC 7 Y E=TRERML TV & pl
~ATENTOINI=Y AL A Y HIr(OH) s & LTHEEL TS 4 » b Y 9 44
A VRESEEE T, pi~ 618> T YOH) sBILBE LIED B, G- Ty HLERDSE
TURBR. RO ORI/ FHREELTH 55, RO & &M Tk
EEMOMBRBREBE > TVB, LT, HLOKFIRIr(00) b Y(OH) D E B
THO. NFHEOHMTHBRSE—TREV, LdL, TAra$y FidflEo
TUFNVEOREEIR L DMK REESRIZ B 0T, KSR EFEOLUD & - 1o
FRERIRT 5L LD, DD OMEOM—PEE bt s C EWiTE D LN
Bahz2, |
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CHE— R & LB — R B R S HE FERET 3 ST TH B, &
ETRY(iso-0Pr)a&Ir(0Bu) 4+ 2B 7 V2 — L EAB» OEEFE2AK L. KF0
Pl L & ORTF o SHREGEIER L. BEEOMBECMIEORMEE B <7 - o

4-1-2 BALYIHB KD E&R A&

1) F¥EER OB

Ir0: DR, RO YAV I=9AF bSn—FF+ 2 F ( Ir(n-0CsHe)a. Ll
H&ir(0Bu)s LBEFE T 3. WAL (BK) W, HFE383.7 L B.P.253 °C/0. 3nm
He) &\ Y203DFEEHE, EIL< A v bYW aiso-Tm®EE v F (Y(iso-0Pr)s. &
MEECFETE () ) | MEEIS. 9%. 3 FB265.9 ) M\ /2o Zr(n-0Bu) 4 i3 48
BEPOHEDOEHVKETT Y/ —VIZBIBETH 5, Y(iso-0Pr)3id RO Bk
AT/ —VRBRETHBH3439 | S5 LdIr(n-0Bu) 1 2B LIz S
S VIERPCHRAMBERAMT &, BRRSEEEWTES, BB, =4
S VBERE S - (RSB TE (B B, SEF99.5%. B.P.80.3°C. &
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EMETE () ) TBKLE LA bRV,
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DEOXS cBHULLT NI+ Y FERE, =5/ — A OBESVCHIE TEESR

Hh, 29— 5 —THEHEEGIRAOHEOHRHEERULELZE L3 -7,
BEDOT S ) —VHOKPOERE, =V 749 v —REEZHOVIM

BAKSRERE (ZERTE () ®:CA-05 &) K& vfT-7o

2) BMEROGHEE L SHREMS

FABENMBF R T AL 3+ ¥ FRT A3 — VS ORTERYOBNEEEM
BT AEACE. HRUSFARERRLEC &0 Bl PRPHIC A
EN 5 DI RITIETEE WA AFE LR LT, RGBSR TV S,
AEORRBIEEAREHER-IcE &, BRBFLVEREMFROVTE

ﬁﬁﬁ’é‘iﬁ’\‘f:o
4-1-3 B3R O3l

DESTFE - BTER

HEFRETHE (0)E—-7%2F-TRDo IR XBEEIFZEE (Philipstt B
CPH-1700) KB AT BRTVB I Y Ea— 5 — itk b, RARK & BERHO
EifE—2%7—Y 2ERL, BRBEHEORE LS OlEE7 Y
TEBLTEATRD 7 — ) FBERD. Thod ST EBERT 21
BoofhiEo7 - Y FZHAERDE, cho07 - ) 2 FZ¥E» S, BEORELEE
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Cfgﬂf:o

Target: Cu Voltage: 40kv, Current: 20mA
Interval 20 : 0.02° Speed: 0.01° 28 /sec
Divergence slit: 1° Scatter slit: 1°

Y5254 b€/ 70X ~-F—

EEREE LT, VFIL (Ti02) OHERERBLT=—-ALLTER LK
WEBMED(10) E— 2 Z2HVE, COBFETR. BRFENFL00AECADEE
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2) #R%
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CHhERFICH AR FIREENTVAY20:8F k. T EMICHEY £HiF 72EDX %= H
CWTHIELfco RIEFEOFMIC>VTR, FIETRLTH %0

3) BEM
ERMRICEELTOARRIGRIBET AR L CRAZERLTLES> D é
T BETICRBICLOVMOBRVTE» BT AR SRV, REmoRLES
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BEI0.25umD 5 1 ¥ & v FIER T L iF 7o SEEIBIEE L 7o 65413 1400°C i (R
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D=1.56L (4-6)
L3200 ofllER =L TRD, DEEZEH L.,
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BEfE R OX O =R BRI % . SR ENEO ZRTNREL» o ERCRIET
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R DETHABMTRHETNETHE L, ROMIB—FOREOSLTHATH
58, TV 5y 7 RBATILEBRWIEREOHEE L, BETRE
SECHAVLNTWVWELHETH 5, FEE2a. sBEX2 ¢ (ERTHELL:
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fER~V o FOREIC, FESKe! . BEBWORGTEREZELSE, ERO
HEBOES (22) L OEELICOVE7 5+ 7 DES () 2RE Lo 1 2K
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RIMELECTHEN AN FORBOEDPIELLREIN, WIFhoRETHE L 16
kb 1 EORTFEMVECE D ONFORII5 HAZ L, Hic3ALTY 8@
Dok FTeHENRTOBRIRFRDI W, Ihid, Ki-30,4-310REH#ETE
AbE, RBROBIBI/NSBRTFIZERTOVRNIEP, RFLRELALZEKR
BRFLEETNTOVRWIEERLTVWS, COFERIR, BMERSRITL D AR
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L7 R E O f - RERROMKE AL B C Lick n . BEICHBEOY—1
RIS B O EBTE B LAREL TV Do

A4t ST O

2 —6 Y DI450°C, 128505 & 1600°C. SBEEMERKICA T NA THE CHOME
HOFEBABCE I f2bic, 12° <260<76° OWEERF » TEB LI XEH

TR = K4-31ic7R o (a) DUSOCHRIEEFEILDVWTRTABE, 2 YTIHTS®
ET4.5° fHEIRZ N ZNEY0; THOD (004) £ (400) E—sBEo5bh T3,
3YTE., Co2ADE—2 Oflic CHOD (400) ¥F—sBb¥hicionsd, &
LT, CHBSHTHLAdic, THOBENES (004) £U00) ¥~ T a—
FIz R »TWBo Va0, BENE R Bicoh, THOESHSRD L. Fic CHO
SNt 5, L L. 5YBLU6 YOCHU0) ¥—2 BERICEHATH
TR, DPBLES2KDE- I BEZ>TWVWS, (b) DIG00CHEEIZBL
< bEROERME > h. BIZ5YE6 YORMTHESSIERAMIS S 1 -
E— I BEELTWVWS, T, CHOE—- B OLROEAMICS . U-)R
D SRD Y05 MBEEE. 1. 6mo1% & 1600°C THAE L CHPDY0,8F & L TRE
MroFHEINIELID T > EDRV, —F, B4-34icid. 5 YOFREBEK, 5
. BEGENR LROXBEFRIFEER LI, ChoZ2H&T 3 &, B
FEO° FEOE—-2E, FEHROT #Ho2FOE—- s BERELbDEE
ABIEMTE S, ‘
TLT, BRERECBU LT HOTHECHADSRICOVWTEET 3,
T ERBEEECENT, 4 5 b Y 9 ARF OWEEE - TIEY,0,M5 0 T4
EEY0:RED CHICIRAWCREST 3. £ 2T RKA-oBEEICR S c14°
FED2ADE— 255, FRBEATOT HERIBORETE -7-bDTH 3
EThiE, ERBRROMKRIC LY E— 7 BHBRE S (K4-25) 9 R2H», K-
33(b) THHMRICXSFE—IMNBER—ETH B, T/, 1450°C LD 1600°CDH
DBESBOT HPZE->TVWE0s, RBEFRBEL L bICAE(HNT
BIEPOEATHFET SRRTSH 20 H-T\ HOBHEZELZLENS 5o
9. AEROBERE L REBENTHMC. T 25 THE CH~0S
ﬂﬁ%?t\$ﬁﬁ§mﬁorhé&ﬁﬁ75°@b%@ﬁﬁﬁwe\Cm¢®
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Y202 38BE . 1450°CTT. dmol % izt Ly 1600°CTI6. Tnol % TH B0 & T
CHSOCHEZZEREFTHALLBE, WThbZBERTO CHOEHMRL DY,
0BAEDBENDT, BHIGIEA » b Y v ARFORBSE T SRVED .

(1) F0%FEREEV0,BEOLE N CHBE SN B,

(ii) Cubic DBFEED S 3 ENTEFRIBFNEL,
D2EYOBEZLONS, COBE, GRICBIT 2 CHDY0;BEN/PNEVIRE,
(1)) OEBEBORTRBBEELIZONEYTHD., COFOHER. BFIE
ﬁ%mﬂ%&?nw\KEG%%%5$<ﬁ%T%5O%mﬁﬁtxam\wm
CTRMSOCLVERIBI 2 CHIDY0:BERDIIV, #-T. 1600CH 5
BHILICbDDOHEH, H0CHo5DbDIRERT, BRICBISCHLOERT
BARTHAOELBED TV, Ki-33icbi3 25 YBLU 6 YOREEOX
BHEFHFE R, H0CTRCHOE -2 b FHLRT HoVY—27 B8R SN 585,
1600°CTRAEABT #HTHD, LILOERE—HT 5, £UNCTHDLN
BT/ M. 1600CDT & D YL05BE A < 13 B 133 # 45, H4-33T 121450
COT’ #HD(004), (00)D 25D -7, 1600°COLDEDEICHERELTW S,

COBEDOC—T BB, Y0,BEOE CHMS, ZERABHET M~

BILESEB T 2oV TF vy 4 PEES SV THEREZEA SN, COY0;0HK
fRIH (6. 7— 7. 4mol %) DR, CHPBZRE I TRIESNZ D, 55V B
T’ HNEGEBTIrNNEBABFEET I LEL SN B,
. B4-34iFR L 121600°C, 5 YRS ERT LcE A, BY0,BEO THIRR
EAEMBIREBLTLE>DIRIL, BY0:BEOT HIEINBRICL > TRE
fELiawv, T HASTHERLZ /R, L0:BE0FELG TR, T #HidM
HIEBHFENT 94 PEELRAWIEBHAON TV S,

4-4-5 MHELOER

XHEHriRBWTRE 2Ir0, M (111 . (111) EE THBLU CHE(1LL)
OMESEEOIIIRFL . £/ TH(04) . (400) H & CHH(400) HORES RS
BEOMIBZELANRBIEBHMONTVWS® , Y-TIP 0T’ & CHIcHT M
HDOENLMy Mo, 1) BLUT #Hicdd 2 CHOENME M M) BZEORE
NRRTHObENB, |
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Mu/ Mc.7=0.82 (I4 (1114 Iy (111))/I¢. v (111) (4-9)
Mp,/ M1 =0.881c(400)/(1 1 (400)+ I 1.(004)) (4-10)

CCTy Ipe Iooy TciIMMEL T #. CHOBESRHEEETH %,

K4-330 DA EED SHLOERZTR o8, CHU0W0) ¥—2& T
FH(400) « (004) ¥— 27 RER->TWBHOT, TITIRMHE. THZELTT +
CHIEAH Lo RA-TICZ DEERER Lo 1450°C & 1600°C TR & b IY,0V 538
Eribic, THET +CHoHERED L,

1600°COBMBEIIR FEBHNLT unTdhsoic, THBLEZETMHEB2 RS
NV —RICY-TIPEHAOBA. T-MEBEB IS RVEREONTE (BR
TR 3. BEEEEICOKET N2 EEEREEATH L untEbNIT
W3, CoRKESEBASZE, AROK TS ORENBHELLOZETTH
BAREEICZY, MEREBLECR 2, LALI00COBEE. HNFEIR1 un%
RECLEFDH>TED. MEBEELTOVTHEML LRV, U LAKTFESY
0.8 unTdH5UNCHREEOTEMESEZCEETLEIEVS, SETOHELE
DHERBR/ o,

4-4-6 BIEHHEORIE

1450°C. 128w 2. 3. 4 YHEECH L T, BEREEK, 2/E L fo
K4-361k, EFEARICELKZ 579 7OBELRRTSEMEETH 5, Wih
D&, EEB% 2a., E8E&E%22ctd3Ec /a5 UTFThHp, #¢
—LTERI I 59 IBELTVS, -T. U-3)ADPSK c2RDo By
H—REE R VTRBLL MPa T—ETH » o KA-3TICRITRER SR LI 55,
2 YHEATREMI.9 MPa-n! 22 R Lo Y03 BESERBIIEV., K¢
BED LTV, CHRELXERTHOHEHWELD L TH» S ME~DIEIHE
ELXEESRDO LD TH B,
FWP%%%KHT%K&@M%EQ\EREB”HL&%%@T;%th-
m' 2 ERXSO X ZHIP MELASDOTI WPa-n!"2 WA EMBEBELATY
B, WEFRBY0VENS 2m0] YIHETHEBEERL TV S, Ch Sk, MR
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EESVU Lo+ BERREERHLTRIELZ bDT, ARKETHVR
KB OEMBEERNBYTHD . BEESENEEIK, RIEKT3EEbN 3,
LpL, CCTHROoNAK cDER. thoMRELERLTHPROEVETH 3,
COEIBHVEBBONLEHE LT, BEATESEBENEVC L. BR
KT S TRESBEB > TOB I, BEERTHES BATWS C &M
£EioNb, CORRABERMRORBESNEC KRS bHBRNZEL>TVS
ERHFOMBDBH—TH 3 EREDBNABIEIC LB EIAMBREL,

4 -5 F&b

(1) FewrvricPlLT

TAIFY FERP OMBRIBETERLIBEARTIPES 3 v 7 ZEEKEK
ELTRICRTERLBFEZHLI TV,

(DERFCRWALF (0. 24pn) THO ., NESHIZLEENARS (0g =1.8)

Z2CEELTVWIEL,

(DBE(1-2wt%) OBRFEEBYZEUH. RETWORL LB TE 3,

(3)Yo05 /Ir0, DHMARE BN RO T/HE L, YEFRE—BEELTWS,
[BONTIP BRIE, RROBEBE (1600~1700°C) L D HXHEVILE0CT
+obFBEL. TOHBIE—N D1, ZDOER, BEEAOHEY
HREESTIL MPa-n' 22 0IFEWEERLE. L L. CoBMKoHEHEE TS
ErFIRE. BROBUETH I HEORNEERB RT3 HENS B,

RToER, §RHCREETRFR., FHARGCBEEo 7T v — )
HICZSEN2KBBTHE3EBbh ot Ir7vad vy FitHLTEE VDK
BEFEET IR BRETSTR ERRESGENERE N EH, 4P E
DKBEETIRRERELZTRORLIBTERLIRTESEEERT 2, Ch
SOESGHR. NTFORBRTORMBEICHYET I 0THEEELOND, ES
EBEVWE, REACRET 2HEY (RE. 1) 0BBEL M., Ihhshk
CHLTEEEERIEITOT, EGROEAEEEC T ILENS D, 201D
iR, TRBKERNLCESEELED 2L, PEBOKMBEET 3RIE TS
BREBIH-TEAEEREOLAFBRVERBE S,
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(2) Yo03—ZIr0%icBIL T , o
.Coﬁi?@énkb%*hwﬁim\nPﬁﬁivﬁxﬁﬂmﬂiatrﬁ
MBI TR e RAKRS BRRER LI EBMNRI Db Tumze 0
MEVE—THRTH 5 5. 900 TEWIEVRBBEIC BV T Izy,0,20

o

—BlE L. TORRT HEV I HRTEBHEL R DHICT s s

WETSAIA-F 4 Y/ERELRRY . SEOT’ HREBREN 28+

PBEETETCRONALGOTHY, EREREIIBHTER L2 o1
Bo —MMIBBIETE SN Y0 - Ir0 IR TR BUMER TR B 45 2 2
DI XREFRESESO . T HECHOE -7 RHBIC ST S 1 o - 45
SEBSNIHRR. MREHHBBEDS TNEVLDI. T HOE~ 2 £ cigo
E—7 L RBTEENTERLLEEILON D,

T, CHIRBELTR, T HEEE” Y20,REQEVCH” 54 — 740
ROMRBBETHET 5 EDDPoTio RL. DL I BHOBEE 3scot1
ORI L > TORBE NN, SO L3 REVY0:BEDEIET R w ¢ 4 p5
BeabEWHIBHIZOWTRbE > TWIREL,

B G OFTHAAEIM L& T B0 1450°C L 1600°C Tk CHIDIFHi oy | 4o 7= s
RO 100CTHRLTTE R, USITOSDLD V0, BEDE N cogi3 . =
BARHICE CHRE 62T Hicer7 Y94 PEBLTY 2o mm e s

Efe. 1600CTHH LA THI, ERTE > (MBREB LT 54 g
HORFEBUNCOSDIDREVROPPDSTLIVEETSH - 12, migm
mﬁ&ttT@ﬁ%@iﬁﬁu\m%wﬁéé&aéw\w%mm&#\am&
RHHEOREOREU LT SORTHIEES 50T, CORRENY 4 2 o3
CHERREBLETHS LEbN S,

™~

el
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CFE4-1 Yaog%z—smol%aﬁmLf:zmﬁ&*ﬁ?@éﬁ%ﬁ

. Z
Sample dTEM dTEM SBET STEM Cryst.S. Gg
(un) | (um) | (m%/g) [P/ | R)
2y 0.29 0.27 | 8.51 | 3.64 400 [ 1.7
3 0.30 0.22 | 9.04 | 4.47 400 1.8
4 0.30 | 0.26 | 8.10 | 3.78 410 1.8
5 0.29 0.23 | 6.29 | 4.28 390 1.9
6 0.28 0.24 [11.57 | 4.10 380 | 1.8
Ave. 0.29 0.24 | 8.70 | 4.05 400 1.8

d*TEM: Mean particle size of as-prepared powder :

dTEM : Mean particle size of powder calcined at
900°C for 1lh

Sgpr ¢ Specific surface area by BET method

STEM : Specific surface area calculated from dTE

value

Ué : Geometric normal deviation

R4 W-Ir0 K FHRBRE LTV B RELKER

Sample C (wt%) H (wt%)
as prepared 1.5 0.2
600°C-1thr Lo 0.03
900°C-1hr 0.05 0.02
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R4-3 2V S6Y-Lr02 K DK

Sample | Nominal Y203 Actual Y203
name .content (mol%) content (mol%)
2y 1.96 1.83
3 2.91 2.59
4 3.85 3.38
5 4.76 4.26
6 5.66 5.34

a4 Y202% 2-6mol ¥IRMI L 72 Zr0ooBefE (kD &4k

Sintering Sample Bulk D. Rela. D. Grain S.
condition (g/cm?) (%) (pm)
2Y 5.97 98.0 0.77
3 5.99 98.5 0.74
1450 °cC 5.95 — 0.76
12k 5.96 — 0.89
6 5.93 — 0.69
2Y 5.35 87.8 2.67
3 5.99 98.3 2.49
1600 °c 4 5.97 — 2.54
8 h 5 5.95 — 2.83
6 5.91 — 4.22
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F4-5 Y203%2-6mol%iRin L 7 Zr0 Bt Ao Bl B, EH SR
VA RIr0 oS

Condition | Sample M T T'+C
2y 5 | 95 0

3 11 | 88 1

1450°C 4 6 | 71 23
12h 5 1| s9 40
6 o | 35 65

2y 0 | 100 0

1600°C 3 0 | 93 7
o 4 o | 84 16
5 0 | 60 40

6 o | 25 | 75
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(wt%)

5 i0 15 20
a0} | ” 05c
2805°C
it e R e Rouznet (1968)
Scott (1975) -

Stubican (1985)
Pascual {1983)
‘Lange (1982)
Ruh (1984)
——— Heuer {1984)
Suto (1983)

0 2 4 [ 8 10 i2 14 13
Y204 {mol %) ‘

, ) ) T YOu.: (mal %)

0 5 0 15 20 25

B4-1 Yo03-Zr0> R R BEX]

% Tetragonal

100 90 8 70 60 S0 40 30 20 10 O
6 | R I B N N S

0.5 - o Exp. Data ]

5 g4 L — statisticaly Fitted -
) Data

1% 0-3 » o fe) 7
g 02pF  ° -
© 01 S AN N NN (NS SO S N |

0 10 20 30 40 50 60 70 & 90 I0O
%Monoclinic

B4-2 IrOHEfE A O BRIMOEE L EOMGE
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AP OPHERBA DERBA + v DIBE
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Xl4-3

Land Q Lol o™ ™ - wn w r~ 0w o
L] $ ' )

-10
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= B T IE = Rk SE 4

. #H : 2r (n-0Bu) 4
TRk ik oo F3 %L :Y(is0-0Pr) 4
S ‘ Y205(2-6mol%)
0. 035m01/1
Bz s —
7K :0.02-0. 29wt %H20
RPN 18°C, 2-8hr, in Np

ERRIREE:100°C

W% B Y R FHX:N2

Fe VT —HAHER 41/nin
FHDFHH:T. 8em/sec

{RABEEE:900°C
¥R O Rt B§f: Lhr
FHK air

;Wﬁﬁﬁf?’]:lt’/c‘:ﬁ ‘
W - BekE BERRBIE, BSE: 1450°C~12hr
_ 1600°C-8hr

BRSPS air

Bt BTFOSRARLAHANE
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Zjam

Bl4-5 Yo0:BEBEINOIr0 8k FDS EMEE

(a) ’ 2nm (b) 2pm

Mi-6 BROEABIR-H7VI$ Y FIAE» AR LT
3molYeOs B BRI L 72 2r0 ki + 0 S EMEE
(a) 28505, (b)6BEf, ZEHRKMS, 18°CTRMUNE
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1pm

B4-8  3Y-ZrO=B8%E+ O PLRERRIE (& O Wik
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koEm

2
2

Lr0230ki + D TERERRTF
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€xo, —»

<— endo.

TG

DTA

« 0SS gain —

Temperature / °C

.1214—11 3Y-Zr025 K T DDTGARNER
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i i 5 . 5 i i ] s | 1 1 1
0 500 1000
Temperature / °C.
R4-10° 3Y-Zr0- Bl F O E K T DDTA-TCHAR
, COz
P20s trap CO2 ‘ SN —
non-trap
1 1 1 H ] 1 ] b
0 500 -900



(e)-

1um (f)

Xi4-12 SY-ZrOf¥kiF O RBEIC X 2 THEEAL

(2)800°C, (b)850°C, (c)900°C, (d)1000°C, (e)1100°C, (f)1200°C
R, 1HRIREE

-148-



(b) .

(d)

(e) T (£)

Bl4-13 3Y-ZrO P TR OIREBEIC £ B EA1L
(2)800°C, (b)850°C, (c)900°C, (d)1000°C, (e)1100°C, (£)1200°C
7o, 1 RMR AR
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(b)

(a)

(e) (£)

0.1z m
X4-14 3Y-ZrO-fk FANERMEE ORBEIC X 2 (L
(a)800°C, (b)850°C, (¢)900°C, (d)1000°C, (e)1100°C, (£)1200°C
2R, 1R
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Specfic Surface Area /m?/g’

-——eo— 2h refluxing

—o— 6h refluxing

1 L. 1 i 1

i > : 1 1 1 1
as-prepared 700 - - 800 200 1000 oo 1200

Calcination Temperafure / °C

BA-15 SY-Tr0 M F O EHERER & 3 LEEREOZA
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X4-16

(b)

(c),

(e) 1pm (£)

FEEEER D OKSRIC & B ERKFORRK
(a)0.02wt%, (b)0.04wt%, (c)0. 12wt%, (d)0. 17wt%, (e)0. 25wt¥
(£)0.29wt% ZERXHH, 20FRIERLHE

-152-

S —




‘ (a)
(b)

R I,
. (c)
£ | .4/A\-za» . ) N
?E . (d)
B ___,/\\_,«L A
I | (e)
L_~J\»-/\ : N
1 (f)

206 degree (Cuka)

X4-17 Hix OKSBEOFEBHERY» S &8k L 7cBRK OB XK X REHH K
FRARBOKSGBE L URBRKGERL-16&F L

120
5 —®— 0.04 wit% 4
'OO R —O— O. l? w?% '_
o<{ o
~ . -
[+4]
N |
» oo '
. f
@ I
= 1
o i
7 2 4
>
G
50 A

1 1 1 1 1 1 1 1. T

o 1
O 2 4 6 8 |0 12 14 16 18
Refluxing Time / hour

K4-18 FREHAKROBRBEIC L 3ARMTFHORREFROE
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025

0.20

Mean Particle Size / um

— 1
015 T
o) L 1 1 1 1 1 L 1 1 T
0 2 4 6 8 10 12 4 16 I8

Refluxing Time / hour ‘
R4-19 FREAROEBEREIC X 5 £RMK F OB OZE(L

ot @ @ ®
ol o ®
o @ }
o OOV D DD
OHEE®

] 1 Il 1 1 1

0o 002 004 0Ol2 0.17 0.25 0.29

Refluxing Time / hour
D

o

Water Content / wt%
K4-20 FRHERPOKSBPRMIFHE & ERMFORRK, HE. BRKE
DR ER L EXR
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1000

1300

- —e— 0.25 wt%, 2h ]
00— 0.02 wt%, 2h"
o —— 0.25 wWt%, Oh
- ! .
N <>] N .
N
N .
500} .
ot
S i 1
®
> i .
Q
O as-prepared 900 1000 100 1200
Calcination Temperature / °C
M4-21 L ORBBEE» SERLAMEFORBEEICLIERZTFEOELL
6.0 200
X ) -
M
g A .
~ oI
o i | ~
N AN N
2t 1 @
@
c 50| {100 £
- ©
X B ] ™
@ | &
- ) -
40 1 1 1 O
0 0.1 0z 0.3
Water Content 7/ wt%
X4-22 FEHBFERDOKSE EBEEEOEEOME
EKH, 1450°C, 1285 B BERK
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(a)

(b)

(d)

(e)

(f)

1 1 1 1 1 ] 1 1

o 500 900
Temperature / °C

Ki4-23 4 OKSBOREEED 55K L 7B E ODTCAS
FEEFE=10C/nin FRHERT ORI BE L CBRHERHFER-16LEL

(@)

002,200
202,220
13,31

004,400

.20 30 40 50 60 70 80

U
Coo

20 30 40 50 60 70 80
20 (degree) CuK«

Bl4-24 2Y-Zr02% & UF6Y-Zr0o Bkl F O ¥Y% X BEIFF
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Intensity

5Y

6Y

i ] 1

72 73 74 75
26 (CuKwx)

B4-25 2YD &6Y-Zr0f ki F O YK X B EH K
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f
i )""\Vr\,-wm )

er{m“j' i . \‘\'\#lc..,_,m,._,;, » i
s . H
! \ 5.66 T+C .l
-vmlM"'ﬁ \ “LM.-'"rMW- . ‘ !
W 567 -
Ly dppda? oo

3

{

£
— =

a

P { s ;

\‘“w ' 6.30 5

A \ ot id
! ' :

_ by 698 |
|t Wi imat] A
v o !

‘ ' 9.31 :
N Astnmr o LM'\'WW-IW»IM k ¢ ' |
2 74 76

26 (CuK«)

BI4-26 Y2052 0- 1001 57 L 7= 2r0o BHL F O 8)5k X S EIFEIE:
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5.20

si5F ' * -

Lattice Parameter / A

foe
N

1 t T 1 1
5'050|23456789|o

Yo0z content / mol%

B4-27 Yo203%0-10mol%&A0L ?:z:oﬁ:ﬁﬁ?tﬁ@ﬂiﬁ%ia L UNAHG@Ir02dD

T ER
0.4
(a)
_ 0.3} o -
1 ' Q B
ot |
< 0.2F © ;
< 2.3 mol% Y203
O.1F- :
~ T single phase
q(g O 1 1 1 1 1
S oal
: o0 0—0 o_m__Q_Q_ 7
o)
o2k -
9.3 mol% Y203
Olr C single phase
0 1 | . | 1 S |
0] (0N 0.2 0.3 0.4 0.5 06

SinG/A ./ &

K4-28 WHEEB LUEHRIr0M¥EFOWillianson-hall 7’ & v b
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~/ mol%

Y20s content

5.0 ¥ T 1 T T
4.0 .
3.0-_291 1 I ]
- I 11t i
259 | LT
2.0f 1
OT ] 1 ] 1 1 J
o ol 02 03 04 05 06

Particle size /pm-
X4-29 | 3Y—Zr02§'xﬁ*ﬁ?®*ﬁi—% &ML DB &%

BE RO WA :2.91 Y205 moly
ERBEKROMBK ({LESIHME) :2.59 Y053 nol%
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(a)

(c)

X4-30

(a) 2Y-Zro0,

(b)

;;m“ (d)

YD S 6Y-Lr0 4S5 A OME O S EMEBEE
ZER, 1450°C, 1 2B R HERR
(b) 3Y-Zr0. (c) 5Y-Zr0. (d) 6Y-Zr0,
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(a) (b)

(c) Tam (a)

Xl4-31 2V 56Y-Zr0 A OME O S EMER
72, 1600°C, 8B RABERK
(a) 2Y-Zr0: (b) 3Y-Zr0. (c) 5Y-Zr0. (d) 6Y-Zr0,
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Frequency / %

40

H 1 1 1 1 i 1 1
2Y-Zr02 2Y-Zr0Q2
1450°C ; 1600°C
30+ N
20} .
10 .
0
30
6Y-Zr02 6Y-ZrOz2
1450°C 1600°C
20 ' ]
10 ]
0 1 1 1
2 4 6 8 10 2 4 6 8 10

Number of edges per polygonal

Bl4-32 BEEGWIE O | HOK T2 EEE Y 0K FOME 2 0HEED
PR
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eY
et ot
72 73 75 76 12 73 74 75 76

; ” W 4 Y
L wameAJrH\&J'ﬂﬂ/rW\NK \\\“dnHMM»Wunvvv

o \ Az,

(@) - (400)T (b) ﬂ (400)r
(0o (004)r
- 2Y 2y
s Tt e
;' MpmeJﬁ\\“ 3Y
e M}J‘MW" ol WV\MM—-W MM
ay

X4-33 z_wu;sv-ZroZi}‘&%%{z!:mﬁikxﬁ@a‘leffz
(a) 1450°C, 1205 HIBERK, (b) 1600°C, 8 [EIHERK
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5Y

Transformable T

Non-trans.T 1600°C
; ; sintered

body
c

Intensity

pulverized

72 73 75 - 76

74
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5% PITBKTFOAREMRES
5-1 R UL»IiT

BE AR T RIS i WS BSRIC & D B B T Lt
BRI, BB SN BREPESBARIC XD, B -t BSREREET
BALYIE SRR T 50 T Rb B, MM IcOBEFOBEHENIFH L. & hiss
SR U CTRALYIR Fio 8 3154, O HI L7 FURHES — B AR L T RG D B) R
T35, QRBOELE 7V + v FENMKSBERBES LTHERE VEER
L. ¥ ADESR L THILDR THERT 3188555, OLQBERL DT
PNTVIBBRNMRETS 0. QBATEIC & 0¥ TR b EEHIE
ETH B ERERT ZRIMETORE . OCLMRORLY. QE K,
QUK OMILMOESY. OFEERILYSHS 5,

=TI, BRACYIIE O BIERIG & B\ 72 — AR 12 75 B T 1 PIT O R B L T
HEPODEI[ENFVLDERBITHB LT K E—THKOBENFI »
B REEKRTS P Ti)0s MEFEAKRL. BT OEREH >V T
B Lo

5-2 Pb(Zr, Ti)OsBki + D &R

5-2-1 RU»ic
%n%&%h%%%&ﬁ&#é@@ﬁm\éﬁ&ﬁﬂtﬁmrﬁémﬁﬁt\
PbTi0s ~DPbZr0s D EABAEM L T53. smol3PA LIc 2 2 L ERBERESH Ed
5 EME R IR (Morphotropicls®s) § 50 < DREAEOBIIEMASHE IR
ﬁ&@ﬁﬁc%ﬁmmﬁmf%ﬁw%kbrﬁk&mD\%h%@@@iﬁ%m
TEEEMCELTEY, EBHUOBNIPITESKT 57/20ICid PbTiOs &
PbZr0s DK % B % IcMorphotropi clE AR I W4 2 L EH S 50 & LPITHK
FIRERYBIE S EALLTEBa v Yy rHMBELTHRASTED., 2
YRSy FMTEHARKICREFESE—TERCEFEBTV I LPELORTF
DR HIPITOBIMFH IR EREEERETPITHOI/TIOR TS
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DEWRNCEBEENTWV S, PbO, Tilz, Ir0 DEM RIS i< & B PITEYRIC XTI
EIrOMBREFHBE LB W L2 Rk z2HE— T 2D cEREORES NS
BB &, RERCEEOPOSERT 3 R EOEELOBEND 3,

AETR. PITOBKTHOP CHICEBH R RERVLEEEI5LEL N
Z>PZTEP0)ZI‘&Ti}?:?@ﬁ}‘?ﬁ’&ﬂ—]*—-li?‘z7‘:&5(:\ IreTioEEIciR 7 va—
KRS CEBEL. $RASBEHOUTVBIrETioT LI+ ¥ FE, PbD
FRHCR 7 V3 — L icxtd 2 ERESA S VEEBAE AV o 2LT, I1& TR
FOSHBE—BEHAREEEHEFREAVAEERSRICLD, IrETiE
FORHBE—T L bHBESHOIEY PITHRRBA FEEART 3 &5 A 10
o, BOBERICL > TREAKRT TESE OB VPHO (1mnHg-943°C, 100nHg-1
265°C) AR LK FRE S 5 MY 3T b 55510, & 5IcPbOBEEIE b
TNIAFLFERO, 3oL UHEROP I TIOTLVIF v FEESSERT
FRBBERAE L TPITHREZEK LI 2L T, BohBXIOEL DR FD
M. FICPITOBRBIEICKE CEET BPITHDOLr/Ti #Pb/Pb+Ir+Ti & W -
TRFEPZORHEFH~ 1,

5-2-2 ERlAR oS

BERERZ, FRBRPortTiIRFoRhEE—icd 2 BN THE L 2 EE
BRAL. I, TIESKPHEFETHED T, BW—HE L - ERHEBO 2 BHE
RV, Hs-1ic 2 BEORBBRORELEERL 20

FENVABATIR, Ir¢TioBEBRBRABRO T VI — VBB ICERT 32 o1
=Y LFFIT bF VP (Ir(0CiHo) s, WRINEBBILERD) LF Vv F 54V FuF
F ¥ F (Ti(i-0CsH7) 4, BJIEILEED) ZH WV, PhoFRcR 7 va—vickid 3
BRREOR & IIFFES ((CH3C00)2Pb- 3H20, H#4%, FIEMRED EH Wi, BEEA
1 A 1 T OD WEBR 6 O MFE 50 03mol /1. Ti (1-0CsHr) & Zr (0CaHo) e D38
BEMRENZEH0.015m0l/1EBBE 3L, BRI A4/ — Vg, Ti&IroT L
IF Y FRBAS/—NVERIBODI Y/ -~ NVCENFNIARL, COEROBK%:
RELIE, 5RBRLE (ZRKMD, 65°C, 4B/ %7727,

FERHAERB TR, Ir, TIRFRITREL ESPhO D TH—RERAREE
icic, PoOFERHC 81 Y FuEF 2 F (Pb(i-0CsH7) 2, SEEI%, YU 4 3 7
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e 27 OTIr, Ti, PURF OB — i 37 L BRHE B SIS T &5 3, FRARB
REREEBICE BB OPb(i-0CsH7) 2 DIEEEA30. 03mol /1, Ti (i-0CsH7) 4 & Zr (0CaHs) 4
DREBENEN0.015m01/1E£B B X3 Ui BUICHERDPH(i-0CsH7) 2%
5/ —NRIZMATSCTUFHERIMT TRANE L TERRCBB LB, <

BBRICHERDTI(1-0CH7) 42 MA TISC TR & 52l (0CaHo) a2 MA T
TSC TR ERTMRS TRFMLE L TP, TL Ir e BB 2 5 / — VBHERAR L 72,

A, BIRBEOMEBIE iPITHOIr ETIRFORKES LT 2B ILEAEA
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RE 7 —ARIF I/ —NiEELE25 - TR (34 1/8, FIRMESRD) ok »Th
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SRALERIIT 7K 388 L TRALMIBR FO LB E LR T 5 O 2B W, HBRERIE
BADPSER LI FERFA. FHAKBI» SARLI-bDER T B LIFE S,

BE. BHEASBCAVAEELIUVRERAREH L 2EBLUIETARK
LABBEPEREHRLEIL TS 5,

5-2-3 AN FoORIRK
ﬁﬂﬁﬁA%womo%ocv@ﬁﬂﬁ%LrA&LtiHWNmﬁﬁélszu
Ao WINOBRETEAKRLIKFSIITERIRTEH 255, 00°CTARKLRTF
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2510 CTAR LI, RRUBKFORBSHERS-2IC/R LT, BMBEAHILE
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BROBREE. FHAROBHERE. FROBH. BROBER EOAREHEK
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T Inh SHH LABETRER Lo SREZRORFOTINE LBETR EDE W,
RFREODFHRMON, deerfiEREE(SE B I EEERTHETH
EVSHBEEADLID GRIFLUONBEANRT LN TE S, FREEF
L BTEMEPCBETEDOE AL SR LA LR, BE—FEERRTIEHBTE B, '
S-4 IR ARHAR B S AR LT OSENER T, FRBRE - T b SREEHE
CTHENERNTFOELRERZRBIELTH 5,

5-3 PITRLFOMrk®s L UHKES

5-3-1 SRKERDOPITH T DMK

FERBEBEAD> SERLIERON TR, bFhEHOo7 VI $ v FH5E
ERBIBEETLRVEEER->TWRY, BRO 7TV — A SR FOREICRK
BELTWS, EXCL VN FOMBAWETEIRIC, TP RERKSZEAT
WBLAIEMOBREPREL B>V RUEEBECBECHELRIZTT LD, $XT
ORF RS ETRIFICERIPS0CTRE LASBEREZ2IESB L 7o
REEic & DR FORIK, RER. HEKOELIZIILA LRV,

B5-5 i FEHARK A & 1500, 700, 900°C TARK L @4 DR FOMRA G2 M T
HICEENBIr/(Zr+Ti) EPb/(Po+Ir+TI) DREFHDOE R F 75 ATRLT, T C
T, RFHOIr ETiIRFOREL (2r/(Ir+Ti)) ® X UPbERF ORBEELL (Pb/(Pb
+7r+Ti)) B, P CREBBEICZAZTNIrEEB L UPhEBEELERC LT %,
MREDOSHRBEREREICIZEA EBFRILCBI0.4~0. 6DEHT—ETH 3 25,
PO IR ARBEIC L » THHDENS D BKE CRIE B, 500, 700°C T HEPhIEEED
STIR0.45250. 5 TOLAINBEAH LD 6BV LA LIOCTARLAKRT
X PHIREDZHBILAD ., - FHPBE S/NE {15, K5-612500,700%8 &
CI0CTER LI FOREEHERRCHEERAHER L, IriEERENZH0.5
L, 0.B8BLVIVTEREECLISTRIE-ETHD. BHAKPOIrEET
55050 bREFLV MFPOPHEEIX. 500°CLT00°CTAR LR TFH%E
NZN0.52, 0. 51 TERBEILLSTEE—FETH M, 00CTERLEMTFT

-174~
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5 (K5-2(c)) &S, BNERICNTFHOPOKS BRIRMICK FOEEH 5
SREHPANEH LD THBEEL SN B,

FRAB AP ST00CTAR L LK FAOR R EMMOBEERS-TI0R L,
K5-T( iR LAk S icfis DR FOIrBERRBICEERLBIEF—FTh 3,
KI5-T(b) IT/R L 7l & O F DPOIEEE R IrBE IR TL2EMIIE S > 25k &
Cv FFHIER SPOIRELIC BHBIE A Vo PROOMAL T CARLEBE TS, K
TORESHBERAHTFHATOPEEDOES 2EBKEVI EBbL 2, b
LPbARS DEMASRE TPhiRE I EHBE L 20 ThhiE, MEO/NE TR TR
EHMPICREBEPKRE O DPORIBEH LT . PhEESEOT 31T
BEBEDOLIBFEIRA SNV, COEFS>EDEREBERHETS 578,
KEITR<S &S EPOHFHBRFHCH—AHLTOWRVEREE S, CO
RIRPEDXDAITICHEELERIFLTVWAEC ELEL LN B,

JERHARB B D 5T00°CTER LEICS50°CTIREE L 72K F B DIriEE & PoiEEE D
ERXFT5AERS-8IRLTce IrBE LPHBEFO VTN GREIRRIGOLEMS 2
HBo KS-6IT/RLAL I ICELIN0CTAK LA FA LK FBOMKEZD
NHELEST L. FRAROARFEOR VI X 5913 1XF UBE & BES
ITIE»TW3,

5-3-2 PITHFOMEE(L
MFORRCHEHRSE—BFBBHABLUBH ST00°CTARL B FODTA
“TGHIFRZRIS-9IC R0 KFA, HFBOWTH L500°CUTORMPLERE/D 1L,
AKRICOFEPL., NTOXBEREL TV IREORARICLZbDEEL BN
505mt&tvmm¢mﬂ%%:kéﬂﬁ&ﬁﬁéhﬁhQEﬂ%ﬁAﬁ&dB
ST CTARK LK TE S SIC550°CT2RIRBET 2 &, RRIBEE LTS L
TOLHEBRRTER2HER L. RFRICRIRDICE D RO EWPITHY., ERHAE
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KT OEMRIGIE & 0PITEART 214 . (RER EEOPHOMERLPTL T
&R RIGBRH TPbTiI0a R 2rTi0AHE & O P ERMB LR T 5 & BWES S
'V ENTVBM, 550, 7008 & TFI00°C TBSRIRBME L 2K FH iR A 5O

ORI B S NI b o Fg

§-3-3 PITHRIFOMEI X 2 HRKEH)

FRABRAB LU B 5T00CTARL R FoREe. PITHOMKOE—
rFBdc, & 6!C"J‘Eﬁtﬁ‘f*'iooﬁiZ}'900"C’C“%1’L%"ﬁ8ﬁ%ﬁ§~ ESNEC LS
BERAD SOER LK FO—IIIPOOHEMENL 310t e F 2 —TRHEAL
T900°C THESEIRHE L 720 |

TNTNORMHTRYE L 7oK FOIrBEE LPoilifE, KFdgEd 5H. 5
NIPITOBTER S 5 IPITOBTFER & MK & OBES » 5 HE L 7PITHgI
SENBIrBE LG TRS-UIR L 720 T100CTARKL & 52 ZLEH100°C TREE
LK FAR, EDXic ki, RIBIcE 2R FholrE Pl oL iz ix<
XRDIC & 0 (REER ORI Fhic i3, #RMOEVPIMEL Y BEZ S Ao PITHOa
MORS D SHRE L PITHEB OINMEE 0. 45TH D H TR IrBEDI. 48 &
BEILERRBFIENTES, LALICTREL ZBAIIRXRDOEIRE—7
BT7e—FThbIEho, PITOMBMNEL R Fhicid % 2 RRIGDTIO
2,102, POS DRV EEINTVE I EBNEL SN B,

ERFN0CTREE LR TFiE, Filiic kb 2hZhoRFROIrBEORE B
RECT - fo s, PBERRBEFNZTEDLSLR WV, Lh L. PBERESHIC
B Utco ITBEOEBHSAE 1 - LERIZ>WT i, IriltlEZ O & OBZL
Lic&Ww3 &b b, LUAPOOEEIC L DR FHE CPOEEOEHNEL. TO
TeOPOIRFIC L BIr-Ka, Ti-Ka SRINHZE(L L., EDXic & 2 IriBEORIE ICBE
PELLODEZEI SN D, XRIC LMK Thic iPITE 100 2 HBEEE 1
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DIrBED.51& D &ML L,
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REDINRED. 49E RIZ—FL o
PbO, TiO2, Zr02 D EMHKIGIC & BPITOAERKRKIGIZ

Pb0 + Ti02 -  PbTi03 (5-1)
PbTi02z + Pb0 + Zr02 —  Pb{(Zre.sTis.5)0z2 (5-2)

K (5-1) EX(5-2) D 2 > O IGHINFRAE & BAR o1 FURHARK & 8] CPITH AR %
EEABNTVEY o L L, PITOERFISED TPHOSER L HF LG DPD
BT B & RTFRROINRBECENEC T oy R (5-2) DRIGHE £ 3
CPITHPIREEN B INRERE X 3o & APITOEHRERIC L 1 iEPoiEE 48
EHMHKD0. 5 & D EWVIEE&IICI, PITEZr0® 2 HIEEFIC 0 . PITHD O IriEs
BAEKR L7 Ir0:S K ECRR'12 e o b, ARERORFFIETLTVS
KIS DOPOMI00CTIRBES 2 M, WFORED SEM L. HFLEDOPhEEE
WD Uttt IriBEOEVPITHBER L. &> 7 IrlkS $Ir0& LTHHL
fbDEEILLN B,

B5-9ik FK5-2ic/R LR F A &KL F B OBEK XBEIHF- 2 — >~ D (200) & (002)
E— 27 %2R RLESDTH S, HFAZTNCTIRELABEICIZ, 220~ 11
ER-TBORELBLY, ZERPBLU0HETIHALTIOCTREL 2HEK
& (200) &£(002) D2 2O E =2 B> EVHBELTBVIEAROPITHERL T
W3 I EERLTVWE, BFicEMEESTVETHE, EHRDadlicBEE L 72 (
W00) E¥— 7 OME FcicPE L (002) E— 708X Z 2@ TRIFAERS AW
VB, EXJPTREEL KL F D (200) E¥— 2 ORI (002) ¥~ 2 LIRIFE L T,
E—27D@bIES, (200) €— 7 ORIBER I BEES T IcEHA LPbOEEH A W TI
00°CTIRBELAPITEHRTEABH LT3, $RHLERTFAZEIHI00C
THRBELTER LAEAEPITOMOR I BEL . BRI b/HBH B2 L 2R
LTWw3, EFRPITORFEREHROMEN S, COPITRINBESEL., &
Bk 5 EBHESNS, LAL, HEF 2 —THicHA LABAITE(200) &
(002) ¥— 27 OEESMESICPDSF— 5 (33-784) LBEF—HLTVWBRIEDDS
IrBEOEBIE S 5hiE W, |

CNSOBRXBREPT g —vickD, RFAR, Pb,Ir, TITEORHBH &

-1717-



DE— TRV BT, 100CTRE L LB I APITOERRKIGHEC « 5L
TPITOMBICIE WA HBELTWE I EERBR LT W3, |
=% BFBEZENENT0,900CTHRBELALBEGICE. REEELCTHS KM
B2 CEDXIC & 0 IR LA BT O Iril8BE i 03 1 6 0. 48, POIREEIR0. 52T ISR
BHREF LT B0 % AEQHN0CTHERMELABET b, Ir0AHAERE T
BFER» OHELPITHIPOIrEERVWSFNI3IE0.5TH., NFHOIrE
BED0. 48 & 2IF—F L %0

R5-91 7% LA K F B OMK XEEH 5 — v ic L 0T, 100CTREEL 2BA
i, BREEREVDLQ00)E(002)D2>5DE— 7 RABEL TH W IEH RPITHE
BRLTWBIEERLTV S, ZERHIOVCTRPELBATS, 22508 —20
HEBREOE(LPE— s MOER Y BLUE— s (IBOBHRI ARV &b
SITBEOEHBRIVWEEL SN,

FEHBEBEBL oA LI FEERTI0CTREL THRFHOPhEBENSHED
B, EAPITRSNCIr0eMER LT VO, RFHOTI, Ir, PRF OB HHBIEE
I — 1812 T PITO AR RIS S ER B O MICSEE L. 100CTAR LA BER O
FHICRERRIGOPOB R LAESINTORWADTE S EEL SN B, BEEA
BB DOPY, Ti, IrO 7 A3+ ¥ FidYoldasic K NIBBPICZ T h 3109 KK T D
KL OkgEEN, BEREVWKHES L TRENICY VEERK T 2 HIR
ERTVwBE'D, ¥LBBERPC2BROT VI F Y FHFEETIBEEII., £RKL
TEGHD I RAIEOER» OHEBAGEER LTI aielS S 3 L E2RL
Tmé”o%CTKH%T€\%Jnﬂw%n%n@7w:#9P%MMm%t
FERERGETRRUEETR >Twakoic, BEoshEhorrad sy Fid
BRPEFEL TV 3L L RAKCXDBEAMCMAIFEL, SS5EAL T,
PObETHEZOTTL IT, POTROSHVBHB I H—REEEEEKT 2EBELS
N3, COEGRDPSSIKBASEL TR EERT 2 L. AREROKTFHO
Ti, Ir, PbITRORHVBIHEF R R, KD EEH» SPITBERT B0 IcERK
JEOPLOBIREAEBVEEZSNE, 5, THI+Y FEAKORSRILT
NIAFYFOEBR-BECESGIINVF - BRE-BEOESZ A VE-LD K
EWIV L HRA-BELECHTEE S, 2 TTAVI+ v FREBTROBEK
k5F, BRECEBETHRARL. BEOBIMBEICAR LD, KFORE

-178-



HOEHT AABMERDTVIEBEAOSND, COXKIBIEL 5, FRAR
B oA UK FREFHEHER, EoiRNFAROHEKETHEBE—IKE-T
WABIEDBHEEETN S,

5—-4 F&¥H

ARETIE. PbOD & 5 I LENZEKE N E W72 DI &R T TPhOM RIGFRA
EH L0, BNTERT 2 TiE0 5 2 BIEWE S ERILMBE T OARKRE
BOT, BMEF—E—EOBRPRES SIcHRETAR. M TFOMBRER >
WTHET Lo

ZLT, PbIr TIRTEBH—KBER LTV IENABAKEAVWT S, ThEh
DU D b i IR, MK RRERE 5 5 RS RREE O&V ic & 0 ERE
FORFBTHOTHLIHBRORE—BELR T VI EER LI, HIPORITHE
U5 &LIrRTiORHBE—TH > Td, SRPLRBEEDOIRICKKIGDOPLOAH FRE
DOEH L. HNTFHoPBESRLTIER. IrBEORVPITHSERT 5. R
51l idZr0 & LTHIE LRI W,

EEHZPL, Ti, Iro 2 hFho7rad vy F2EHVL, BRMBLTESETVIF
VEEEBRTAC LD, HET A F L FHPITORIERE &1L PITHEE»
SHEKT 50 COMRDHDRFRTPHBRBEOEH NS, MBS L PoODEMMEC
DI VOTHERLPITHOMR R FERIZROMKE LK —HLTWE LW
Shic L,

-179-



£5-1 FEBRADP ST00CTAR L M FoRBEI X 2
HELHEREREOEL

Calcination Specific surface
temperature /°C area /m?g! dger 7um  dign /um dien/deer
as-prepared 3.6 0.22 0.33 1.7
300 3.9 0.20 0.31 1.
500 3.5 0.23 0.35 .52
700 3.9 0.20 0.43 2.1

RK5-2 A ORMETIRYEL 2 PITH FO MR & G5

BLUPITHOBTFERK
Starting Calcination Atomic ratio Present Lattice constant Atomic ratio in
solution temperature in PZT phase of PIT PIT by XR?*
/% Ir/(Tr+Ti) Pb/(Pb+Zr+Ti) . a-axis/A c-axis/A 2r/(2r+Ti)
A 700 0.4840.02 0.49+0.03 PIT 4,016 4.114 o 0.45
A 900 0.512£0.21 0.43+0.18 PZT+Ir0, 4.001 4.130 0. 40
A 900 (in Pt-tube)0. 49£0.03 0.5240.03 PIT 4.023 4.133 0. 48
B 700 0.4840.06 0.52+0.01 PIT 4,032 4.121 _ 0. 50
B 900 0.4820.03 0.51+0.01 PZT 4.038 4.123 0.50

*Estimated composition by relation lattice constant and composition o PIT from ref.3
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Pb(CH3C00)2 - 3H20 C2HsOH Zr{n-0Caflo) s Ti(i-0C3H1)a ) Ca2HsOH Pb(i-0C3Hv)2

0.03mol/1 ) 0.015m01/1 0.015mol/1 ) o 0.03mol/1

Refluxing
15°C. 2hr. in N2

Refluxing

Ti(i-0CsH7)s
75°C. 2hr. in N2

0.015m01/1

Refluxing

Starting solution A 75°C. 2hr. in Nz

a) solution A

Zr(n-0CsHa)a

0.015mol/1

Refluxing
15°C, 2hr, in N2

Starting solution B

b)solution B

K5-1 PITEEHARBAMEDO 7 —F ¢+ — b
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(a) (b)

(c)
X5-2 FEHBBRADP B2 OBEETARLUAPITHATOS EMER
(a)500°C, (b)700°C, (c)900°C
1 ] i 1 1
20+ _ -
z 0:1.48
el s
o. 20F ~
=
Q
e |
o
k 10t~ -
(<
o 1 Y 1
-2.0 -1.0 o] 1.0

Log(diameter/ u m)‘

X5-3 JFHEHABEA D ST00°CTERKL M FORRSH
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Frequency/¥% Frequency/%

Frequency/%

1pm

K5-4 EEHAR B H» 5T00°CTAKL #-PITKIF O S EMEE

soF ' ' aof ' ' ]
500°C 500°C -
20 41 20p -
o 1 i r 0 L mun n‘
T T i '
401 1 4o |
700C A T700°C
20} 4 20} -
o ] n n [
1) ] 1 i
40t . - -
900°C ' 900°C
204 4 20 4
0] 1 o)
03 04 05 06 03 04 05 06
Atomic ratio of Zr/Zr+Ti Atomic ratio of Pb/Pb+Zr+Ti

®5-5 FUEHATR A D &K L b T o B A
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Atomic ratio of Zr/Zr+Ti
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800

0.6

Atomic ratio of Pb/Pb+Zr+Ti



T T '

A-900(in Pt-tube)

A-900

Intensity

A-100

43 a4 45 46 43 44 45 46

Cu-Ka 26 /des.

R5-10 ERBHEABLIUBP» ST CTERKRLAPITHEFEE S
700, 900°C TIRHE L 7o BOh T O MR X R BT K
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