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ROENT N ANO FEI N E RSN, 2O CAIIZERE L TR, ALK
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SHEIE OCT TOBIERE R LI —FL . BORKBBIZIVTH OCT BRIV ZE D EL A E
T IEMEIZSRONDZENHLN IR ST,

1-15 123 A C 128175 OCT Bl OfE K3, A CIZBWThalliRA A L[
BRICERIR K BB B sk 2 b AR IC B2 SN -, BT C TOBIESNIZ KD
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L7z, A7 U —® pH IZ HNO; & (NH4)2COs3 & VN T, pH2.6 J2 OF pHO.1 IZFHEL L 72, OCT
Bz LIRBEIAR OWE L, FAWEZ T DRI 4 A7 ) —%§iE S ki, &
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ABIGORIMZ X 0 | R TEEREENEL LN E2BERL TS, K 2-7 ITRLTZ
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F7o. %D PEI-OA TERESE L TER L7 Si02 2 7 U —o® AWGEIINF TOW
HMEEZED OCT B b1To72 (K2-10), ZDOFER, T XV HOE I MEL | wig)
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ni-,

0.5mm

3-3  HCMR L7k O NI

36
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EVB LTRSS TS, MEF AT DDA TR ThHD, BELAERZ ORI, 20~
IOOum FREE DR ESOIFVEIRN S B SNT-, TONEEZBET D, ZNOITHER Th

V. BAD W ESR X ER S AFAE T DR CTHHEE Z DD, MER AT, i A TRk
DIEIPOAIZBENL CODER T MBI NA LB, BIE I BIHRH DI HBLL T DA
kb BERSh, SIRTTHIIC BRI O FECAIA AL TWDZEDRIBE T2, 2L, SIRITHIICHE]
B HIE TR OB X AR CTEXLHDOEB 2 HILD,

/‘ 4
3-7 BHRIEI & D TAT o 7o i iz fE o OCT Bl Dfk+-
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251sec 14.37TN 0.42mm

632sec 86.24N 1.055mm

3-8 BWIRIE & FTHT » 72 i O 2 O OCT Bl otk 1
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ZZC Wi EgR O 3 ot YT 7 vy =7 (ExFact, HARE Y 27 /LA =2 A (FR)

) & v, — BN R 31T 2R K8 h D Z2BRIE RE D Vil FE D 3 Yot Pl b &k
Il & 39 (A) 1%, 3 Wb S ZEIBIEOH] (ZA7 2.0mm, ffEK 9IN
(1.9MPa) i) Th b, NERIKRDOZERIL, AT — =TT XL, [FHE
FOEOER (ARER) THEELL., BEO-NEHFTHE L, e T 5 TER
L7, 3-9 (A) OBIEEIPHTIX, B-scan 71 (EF W) 12 HZERY A XD oA
THHHEOD, LYBEEIIZT 7 U ABONEEANT LY KE 7222004 LTz,
T, BB OENSMICERT D EBEZ LD, LV ERNRFHEO-
BDIZ, —HINE T COR—ZEMNOZEROE iR Z BB L7, X 3-9 (B) XV,
IMECES TERORNE S ERPBBFE AL TWDZ ERNahd, AiERE D
LT, BBPEICRIT 2 REROBIESFE L RO T, MEITHE ) RZEROERE 72D
ZAbAEIX 3-10 (A) (g, X 3-10 (A) £0., EREIFESOEINE & &Ik T
HZEMHLMNE Tz, T, ZEREOFD DFER O BT L A EEZL
WCERKT 2 Z EPRmBENT, )7, B SN2 B2EROEETHRIT 2.9-3.2%7 -
Too THUZ. BBBFEDRNBRKE . OCT OOMREELLT T 5 BRI 22 2 M H L
TWRWZ LICERT 2 EE 26N D, MEICHED ZROEES RO & 22
A ATHEB UK 2 3-10 (B) (27757, K 3-10 (B) LY. 30pm LA EDOR KR
ZERAITES) OB & & BT L7228, 30pum A D ELEA /N & 72 225 I X HETR A # 0
BLTEMLLTWDZ Engmole, Tbb, —ili7 L AEIZET 2 MEYIH O
I8 DINERREEZE ALY, BERL DB TE-PREEI R R 3 2 K & 2 22 B O EJe iy 22
Ml THICHED KR0S RZEREOHRTHEITT D Z Lol

4-scan
A
: g Byt 3 E

Small Large
5 10 20 30 50 1000 pm

X 3-9 (A 3 &AL SN ZERIZREDH] (ZEA7 2. Omm, i EK) 9IN (1. 9MPa)
i) & (B) R—22fNIcB i 5 2EmpiE 3komr) OB iEk:
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v 0.10 r 7 75 g
5 206 | e 2
2008 2 g
ey =05 =
& e {02¢g
8006 [ < 04 } =)
g s ’\0—-&: 2
& = 03 = s
s 004 | BT w — 2
E €. .. P N % 5 L 4 0.1 %
(=]

o002 | = o
5 So01 | 2
° =2 " S &
& 0.00 — = 0 ' — =y i

1 10 1 10
Pressure / MPa Pressure / MPa

.

3-10  (A) JMEICHE S 2ZEROMERESR L (B) HZEBRY A XOMEITHE D 22
DT R DAL
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5. 4 OCT \ZLDHERT m B AIZIS T DREEIRGHEFEDY 7 VA2 A W3R THBEREDRENT.
(1) BERSIEFEOOCTEILE

BefmfED OCT BIZEAATHID  RIMREICMBYFZ T EL , 20 EEIZIOAHT 720
ZEEPOREIZBIET DI OCT W ATEFRE LT, RIMRE SCIMEAR 0 e i 1 1 X
1800°C T, K&, Bz ERXIEH /0L DX TR TORERR D FIRETHS (K 4-1),
FRIRIFE 0.1pm @ AlaOs #3K (TMDAR, Kb TS I3 LT, 0.2wt% D MgO
KA (500A, FEB~ T U7 VR) RN TREMAL LTz, ZAUTSA U H =L L TRT T2
MU CHEREERILI= %% . —#lpkIEE CIP SRIBIC LD IR & 157, BilE L7 IE (% B SUF NI
B L. 4 100°C T 1600°CETHIA, BLUY, 1600°CT 5 I ERFFLASHEFEAYIC OCT #l5i%
1170, Fio, BERATO IR, 1200°C, 1400°C, 1500°C, 1600°C, 1600°C5 4y fRFffk D4 B
BEC3RILBELIFT, SHIC OCT G biEto~HEZRIEL , IUE R B L ORI A2 F HL
77

4-2 12 OCT TR L= & E 36 LOVRFFRERHE 33 1T DR A s AT O i 2=
B0 OCT BT, BIZIERALE T AT E TR T E T D AR E 2R ik CAE T D
H RO EIRIEE AR TSNS, WD OCT B ThH, MR TOBEZETHAHITHL )DL
THEH O BAE 2 ZT T RO NER RS G N EIR L FERICHARRICBEShD L Ebic, HiR
(2o THIE R ERDHEL COSER T 2MBLER STz, 3 4-1 12 OCT DA~ a2 kic 5
SV CEHBE LA L AR CTHERLL CH L TOBIIE L7 AR 2R 37, migid
Blteta—EL7=2&05, OCT (L0 i CHERRL 7= B0 BERS 2D IGRZ E BRI IHIE TEXHZEN

[ 4-1  BIBROBERICHE S BETHGETE O 2 ORBEEO 712 OCT IR L7z
ARSI AP
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FLTAAR

1400°C

1500°C

1600°C

1600°C
557 R¥FE

4-2° AlOs BB Z @il THERL L7203 DB L THbiTz OCT

BIBnLipoTz, Fiz, [K4-312 OCT B HAGT-akBld~EZ A VTR D RS I L OMR T
ORI LORRARRO BIRA T, 2D, JES 546 LOME MO NGERI Lk —EL
EHNTBERE D T D2 &b BB oT,

BERCHT D BIE AR OBLEE TIZDW B OFEIR 5L Tz, OCT BIZHEWTHDSERL
TWDDITHELIEN ZLIFAEL TNDZEEERL TND I ED D, BIDWEIBRIT R R 23 =
FEITAAEL CODBDEE R BiLD, — 7 FRIMRBAIEE D131 € — N IZ L DIRIKE 1 TBIEE L
T AR OGS RS A B UV (B 4-4) , RAMRBERER 5 CREO VI, iR e
BELSN THEV I ATICAFT L7222 Z 8RR L TWDO T, BELO IR TH L FEH A3
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Dion, bbb BEMRWFIR THLIEZERL TS, liFO~-HEIXBBirla—EL T\
ToZEMB BIBR X, B O FIEOHENFIET HIEN DI >T-, —J57, 1400 BIO
1500°C CIXETITIA L H L DTN BIZ S NIRD 0T 28D, KERE AR ITMIE S,
P B 72 NS L 72 o CNDEE X BIVD, ZHUE, RIMRBRMEE B Db RSz, L
2L, 1600°C (FAXf % B 99%) T, 100~200pm F2 O B D 5 IR O FEI S FF OB =, BEU
RIS 3 BRI D RN EE B L TWADD T, JVEE O EWEIRE /2> TWNAHEE XD
B, FEEORGE L EBIZ R E 72N IE L 7207208, D% IR O REPEIZEEIR LT
JHFTHNZ AR B LT R LIS LD EE 2 BN EI S HT 721236 A2 LT =,

1400°CTiZ OCT E{EOBREDZENVINSL, ) — BRI T, Fo, FRIMNMEE GRS FERIC
FRIE ARG & L A~_BARF O DR LT —Th o7, 2O O SEM B0 DIL, Ry 7 BRI
LTWBHLDOD, ZHOTALNFEFEL TODI LIRS, 1> T, OCT ARAMRIAREEE
LT —ICBEIN TV =D, KALBTEE LD Tlidzel, KHALEDN NS s TeZé, BX
N, ALO3 KL DRI IR D /3T U A THELD RREE DS TEARNE 2R T AR N o le o772 T

# 4-1 AlOs BIBARDFR X FE (B %)

SHENIE 1A BERK SR
e AL 1400°C 1500°C 1600°C 1600°C
5min
OCT % 57 67 91 98 101
7 H % S 53 67 88 93 96
20 ! | | | | | | | |
2
2 15}¢ .
o —e— \Width
*§ —a— Thickness
q)10— -
o))
®
4
S 5}
c
%))
0....| o S B P B
0 400 800 1200 1600
012345

Temperature / °C Soaking time / min
] 4-3 AR THY 1 LT 2B ORI S 5 H
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4-4 AR THY H LT & 72ilB O R AN 5

boHEEZ NS, 1500 CTIX AR TITHEIC A5, KL= OCT 4 ClE 50~100um (&
D EWHTEO AR E IR ZZ S 47, RIS TH L M AMNISEAL T DD DD [RIFEE
O MO RGBS, AT, BERE DSEAT U7 & CRDRL I i 57 & FEDRL o PR L 2 2
JEZAENF AL EICER L TWD EHERIZ D, 1600°CTix OCT B TIXHIR O R D
100~200pm O EfROFEIR 2N HBLL 72, FRAMRBISSEEI 22 CH IR L [FIFE LD 100pm 1EE D H
B NTEAEL TU=,

TEEALAHEAT T DL . AR O BELO ERIT KA/ DZEn b, KA S BAFAET .
Fixbb, BUEEA R0 I, OCT B CIXSL, RAMRIAMSHE TR RRansZ
L7 D, 100pm (IABFZE THWZERLO T RERIRLO SHEL AL Th o7 2 8nb,
1600°C THERKLL 7o BRI TR | DML D 22 MFEL TWAHZER DTz, EHIZ, 1600°C
T 5 iRFiT5&, OCT B CTRATHNCHDWEIR A LTz, FRIMEIEE CTH RIERIC LS
EZHNHBWVEBBBIES NI, 2O IR FLIE BIERECAELEL T2 EEERI R E 725 ALAS,
LIS TR E L2 EICE s TENLDEE X BND, L EDLHIZ OCT THIZINZHN
RS DR A PRI LD BIERE R RIIEL TS ZENR 53D 572,
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WE BRI

1200°C

1400°C

1500°C

1600°C

1600°C
57 RFFR

4-5 —WHI RO B2 AR 2T U CTERL L 72 AlOs TG 1E % 3 1R Tl
LS EIZE L TEH- OCT 4

Fio R FOREEOET VEREL T, BERFEEO RG22 AlOs JEHhL
(AKS-20, FERIEH) 50um, — KL 78849 0.47um ., FEAAL: (BR) BY) 23NN U= B (R 2 s 5
L. ZAIHDBEREITEEY OCT 22447 -7 (4 4-5) , FAHFEBREL T, IRANLT- AloOs FERIOD 217>
ORRDEIAARIL, RO RTE AR L i LT U LI mIRN S E THDHZ LA B L TD,
4-5 (TR IOIT, BUBARD OCT 4TI, HiAE BRGS0, BURER CREile iRl A T-
TR BSINLTRBRIODE 3 OE L, 2 LSO~ N7 ZAETe ki -0y Kb ik L A
250D BN [FREEE Ch 7 FIREMEDS NS AL D, FHET DIZ D4V T, ¥ 4-2 TRULIZH D &[FlkRD
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OCTIR {5

- s

2Bt
S . o -
) “R988888888
FFE[um]

4-6 BEREARNEIOARLEEBEOME & ZOMMAYROE A 7T 4

ARDYHEE NSO I EAEIZ, LU, 1600°CHm 5, OCT Ui ID A IRz
720 ZHUT, BRREF 070D~ N 7 ZERGy LRI = BERI O GHEREN N F2 > TODZ LITERIL T, BE
FEPEC S DRI RN ZLIFEL QO Z BTN 5E5 2 His, 1600°C T 5 S3PRFFL7zadk}
(22T 3 WA ToTL A RN T bR Z LD N E R EL QDR 723
MRS~ ZIDD ARSI D S HEA D712, 20750 OCT it —fiEftL . BIDWES O FIAH
URAIELT, X 46 1XBADV ERO FIFRS RO AN T LT, A ERE PRS0 4
28.0um EFHAIS I, —J7, AYTEREROELIEE 725 AloOs FERIORL TR X B 50um Téh-o7z,
MBI Lo TUURL = 40um 1272585 2 DL, OCT b REERERD ~HELFfE
Tl otz AENE2UITOBERIHL CERAYRFHIA T To7203  EHIZ3RIT CO[FRRO T2 1)
HZET, JVFE AR D AR EREED FE RO E BN TN TEDHEB X BID,
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2

(a)

(b)

HESEFEDOCTEIZI LD TI0 7 ADERE /AR D vt

BT ADKEREITBERE R RO R, FHC B RE /5B 520 B, BT 7 A
FEAE, TRETIC X B CT 704 774*-&@& CHHM&S I XT3, SfRRE oIS, Ak}
MBRESNDI2E D L THMTHAMEFON QDL S 2 e o7, £, BEEEE T4~ S22k
T B E AR ERD FIETZE DB E N AGFDZ b IR ChH -T2, ZNBDREE RS
=D, Fox L, Jeabe—L U ANES T 7 0—0CT 1275 B LU CTFgEA D CX Tz, ZOREE, BlZ0E,
ATHNHRGAAAL- T AT B T3I97 AZHU T, OCT BIEHZ LVFRBER A ET D5 L

ZEBNINRINTHZ LT TQD, Fi2, OCT Tk, &ARICIFFmE) BN M2 T OCT
(B BMBEEL QWb AL, 2D 557 OCT 15 BOREEIIE LS COSIEL, 372bb,
BT EEL PR T D LB 2 Hi1D, OCT BIERA 3UTTHNIATAIL. sBINEROD B EE /3D
NBHEEZ NS, ZZC, OCT ZWTREN BTV I ATHLT NI BT I ADEE )3 Ai%

4-7 OCT B L OCT BHOSEBIZHIT HEFRE (7 VI THRIEIE  (b)

1600°C30 0 DS TR L THERL L 727 L < RS IR [XIFEABH
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ARUET D720, £, SUTTEIERL Ci- OCT (5 o DisiERAHi 57 1T L% Excel
N VBA (2T, sROTSEDIEEERE T V2T B T30 7 AOMRIE ORI, IKIZ, BE
% FROD 3R TG D OCT BIE2AA4T\ . ZH LA EFIFL CHRFET LT BERSIARD B /54T %
AR 7 07 LV TRI BT,

B D B DFEREAAAERT 270D, BERSBIFIE L T~ 7 R T ZRINL T T VT ds il
NIFERFERS LN CIP L TRV BIRAARE W N, BERSGREE SRR A 25 LSOl a1
L7z, ZNSOBESADEHZETe 1.5X0.7 X 1.5mm OFPHT OCT BIERLT-, X 4-7 12 1600°C T 30
OITRFFLTARRIEE S 99.9% DBERSIA, 35U BERRTOFEXIEE 56.0% DRI AD OCT e, KX
SRR OAE R LIRS DR A TR, WD OCT F 73RO H T A>Tk, M

4-8 1600°C 30 min (R ICTHEONT- TV I FHEREDORE R OS5 [XFEL B

4-9 TV T BERSR ORI EE & R O EEORMR  [XFEAB
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4-10  CIP fI & 0 fER L 72U O BERGEAR TORERR O DZAL XA

RPFEE 99.9% DB ITR L~ NEL T2 TNBZEN D)%, OCT [575DW, k&
735 500 X277 OFEFAECO OCT (F 5 OWEEA ERBITEIL 72 & X OMFZ O HEA SR L CE
FeL7o, B4-8 1%, AL 9% DaEND OCT 4 AR IR L IERLED BIE T D, THRIT
FREHNEEC AR TIIZAR ML U, 72720, T IR RARD IR E L BIRL CDIE S
ThD, T T BEOFILDHT NITF T2 0 AD 3IRTHEIEEA T, OCTIE S ORERO A E:
FEXHBED B RAE T By 528U,

49 | TIHEEERO B EFARIEE DO BIRA R, FEIRIEEEOHININEEHIT, RO E) S
LTS, T 7205 | IR INANEI IR B B AT DT L3005, 16T, [K4-8 D IS5k
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BHNEROBERD AT ISR T OB AR IR QDI EZNEL T D, £2C, TR
FARDBERGIRFRE 3 Yot CHEFHIC OCT TEDOHBERT HIET, FRE CORERD A,
%] 4-10 ITBEEOAEXRLI-b O THLY, K CIIER A RE O El L, iz A, /hS
UVEIRA AR TR TS, IRED BRI EH 2200, 5N 4725 O SE AR I L U
BRI RBIT-, Fo, BERAREEDIENINE &6 12, IR BAAN NS> T EEHIZ, —HT
PR RER TG I DL o0 D,

49 OB RO IO BRE 7258 | RRFRXIEEEAN95% LA oD SEs ClI AR
DN LB TR PN TGN L Qe 2T, Bt~ CE DL E

K 4-11 WEZRNS AL LT A I T2 T I v 7 ZOMRHEE D45
CIP % (f) &—#ikEosk ()  |[KIEAR
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BRLCUV5, EZC, FHIBED @ e TZaBH T DWW TR iz B A SR L Crli b
FTHZEIIUT, 4111, OCTE 50 B afUbLI= T AT TR0 7 ADEE A Chob, 2D,
BEREDSHE T3 DI DAV TR AR TR IO THEEI 2725 QS| — B TR DR ViFlEks
AL QODER OGRS, — 7, KOS G A R8EL € —Blpiien ¢
VERRU 7= A CIRIBR S BERGR TR O 3T OCT BIEEATV ., T OB A% rlti kLT, —iih
FIEOD D855 Tl A TR AV AR EEO FEIA T AN S AEL | BERIRE L ORRARH]A Y
I 2L EED ALTEI T LOTE 2> TSR DMBIZES L, CIP BRIELT-b D& 257 LH )
Lipotz,

BSITBEEN A, SHICERAVRZSELIALINT T DI-0IZ, A ARSI L SR
a7y Nz, X 4-12 1R, —HlBTBATIE, BERiREEDHINNEI T | S S s
FENZ S 7R TNz, 72720, 7T 7 NERORUTZ IR R EDS 95~96% D&, 370bb 1K
OO EIETE, 1600°C TORRFLIZHINL TV, ZHUE, 1600°C TOIRRFFHIZEEDIED
DENKEL 0T ZEZEIRL QD BEGRHI IS IV s EE R NS R ALMFEL T
DIBEEA LA LOIET T D DITKRIL T, MR E A KA E T DIRE LA X 2O KALDERES
HZETIRE AL T DB 2 65, Fiz, CIP fIELIZbOIE, [RICIEE CRERL 7= — Mg R
EHAHRL T, BN EEO A LR | AR BRI 50D TR MR BERS IR Chh o2 &b n g
ZENTE,

Fo ZTETORENT, BIBAOINTL TERL72b D TH 503, ILL TV VRV TH[F]
BROFHUMZ AT, X 4-13 13—l U7 FIRRIRT LR B A% FAV Y Crni Gk 95 2L THD
NI E ST CdnD, —HlRIE Tl T&— VR DBED BB TRl E O RETE N ES D
BAHHY, AR U CTHERS A O B AR LD FIREMD D, (X 4-13 IDIERIS =T LR
T T2 AFE I B DDZENG3D, FHZ, P _E ORI TBEAMEL A
B THODIZHLU T, FHOMERIIE LN E<EIE ChdZED 0173, Ziud, AV HERL 250mm

4-12 FHEIRE . R FETERENT-T A I T8 T 2 v 7 AOMXHEE O R

FEX [XIFEAABR
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DF AT Ay 2% FAT-BREREER L D0 0 CERIE CIlIZa B BN Z B skl QD B HE
HIsid, Fio, BIARDO U | BRI A RIS T 5L AT HIAEL T Ve, SBIT,
CIP /%% 1000MPa O£/ CEAMmRATE 10 [8H To7= A SAFT =T N T | T 7 ADEEEE 3
[ 4-14 |77, ZOEFCIR, 1400°C TIRIEHER L QDR DSHERSA U, AR DFEx RS
Z O RRHAR OB BH . ORI SIFOIBEER IBENE<IE Thole, Fe, &
Do 1500°C AR RE 72223 W38 o T, B KA miR IR R AL DI Th o703,
B, 3700 OCT (5 DEERD AT RIZ S0 T Zlinn, 53788 bk o
BRI OCT 15 BT MIE ST\ ATRENEL NS,

X 4-13 —BlRIZZ SN T2 UTRERR L2 7 v 2 T RIEAR D% FE 453 A
(1600°C. 30min £&EF)  |[XIFELARHE
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4-14 1000MPa ®E % 10 L CCIPE L TELNTZTAITFTET I v 7 AD

AT [KFEABR

4-15 1000MPa ®+7) % 10 mlfEi L T CIP FE L TRLNET VI TET I v 7 2D
FERSE S & SRR B D BAER  [IFEAEH
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INETETAITET I v 7 AOFERHZBINI OV TR L TE 2, it 7
v 7 ATHEBEKHIEN LI AIN 7 2 v 7 2AOFEFEEE S OCT (2T NS GEEIZ
119 2 L&Az, FEHTIZ AIN K ((BF) R27 Y~ H Z L— RR, SRR
D50=1.13 pm) % . BEREEIAIE LT Y030k ((BF) Elb T, RU-P) M-,
NA U F—Z ML T, CIP BB, BifE#%. 1.98 mmX1.42 mmX0.204 mm
DRE X, 0.00088 g DEIDY T NEHT-,

B OBERUT AR CINBYF  CRERIERT (k). MS-18SP) # M=, T 5
BEMNIW X T AT e L=y AOAET, BIERR T CHERT 2 &3 <lcdikL,
SRBBMNEINTY . BLIENESBREB-7- 045 2 & TIRENENRIEIC/R-TLE
9o TNEPSTZDIFNEZ+DITETHFEAKTICT 20ERNH D, TNEERT DI
XN OEESE A ATREZ2 R0 B BR< O S CTH S, Alalid, Ne WA CREG A (1F) .
HEFR GL 7 L— R) OMBIF~OEA DBl 7 7 & (AL T () . GASCOLUMN
GC-70X) %%E L., Ne W AZ@EME(L LIz, B2 5 @mME T T, FNICEET
HEEFEE FIREZRBR D B RS 7o DI T A HEER L T2 ERTHZ L~ ThH D,
BUEITMHEHRR S 72 FEH LT AR, 2T 1 PafBEOFHZEE TLIELR,
Z T, ZHUTIA THIEHR > 72 0T 5 Z & T 101~10% Pa fRE O EZEITET
HTEMNTED, LL, HERSTOMEERE LOENGFOEL R ERBNY R B %
WL U7=D T, AENIEE R BifRR T T LOREICEE -T2,

Z DEMEE No T A& AW TN A SR B Lo, 3B A RE L CFICEE Lok,
AR 7 (ORF Y =v 7 (BR). M9I1Z60S4L7) O\ THp-< W LRI TFENE
BHZEGlE L, #F—VEN-100kPa I T L2 ~726 145088 Li-, T D% MEERR 712
BERDLANNVTEAL, Ne HWABEANLT 2 PpoL O EFIIT T Ne TRAZHAL, 7F—
JEMN 8.0 kPa e o7-& ZAT IR LZ, 2z 5 R IKT Z & CIFNEESR
Tha7= L7z,

FLREFE TR IR 2D 1600°C £ TiE 100°C/min. ¢ 1600°CH 5 1950°C Tl 10°C/min.
& L 1950°C TR LT 2 £ CIRFFT 5 2 L IT L7z, BERLT N2 T A & il S &,
TF—YET 7.0 kPa TEIZ2 5 L OB Lz, BUIRREO IR O N S8 513
SS-OCT (santec (#£). IVS-2000-WR) # MW\ TiTo7z, BIE L TH LS OCT i
TZINEABR AR &[RRI 2 frame/sec. DSt CHYME 2 g5 L 7=,

OCT B CTHREI O NEHEE I R E R BIEn H o - EFT 2 L2 b O &K 4-16 (2R
o IXCORRBRIZEEMICH S IE BRI TN (KM 4-16 (a), A< BID WX
B AV U728 T, OCT OJREE FIRHT RN R 5k CTh 5, IR THIIZIE
(R FR 1 D725 — AIN F PR R O FERIICAFAET 2 AIN—AIN RiEi7Z L B2 b b,
— 7. BEOEEIIOEANEM U CREHEIA U 8l ¢, RITRNFE CEETH 5,
LIE S < IR D NS I K & R RIZ R 572023, 3075sec. (1950°CEIZEEA)
D & ERIGARD IS 6 B I1E < ER S (K 4-16(00)) . 1950°CHREF 20 12D & & 2K
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FINCBo XS Zoraniz (M4-16 (©), ZAud, sEMEE L LRI ORI IZ
AAE LT ZB RS HE S 4L, BRELIEASER Y BRI 72 Z S IC X 0 KR AME L 7272 Th D
EEZOND, FEBICHEREOY TV OEEHIT S L. 1.52 mmX1.12 mm X
0.159 mm O KX X, 0.00086 g PEIThH V., I 20%IHE L Tz, ZD X 51z, AIN
73 v 7 AOBEIZW T B BEREEFED OCT BlE2Icksh LT,

3100[s] 1951.3[°C]

4-16  AIN IR DBERIZHE S &1L
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(2) DG @ FEDOCTH 22

I v AORET v 2D —>TH D PIRERIL. WL 7= A % bk < BRI
FARDEINSRSER N D Z ENMETH 72, T HITEIEAAR O NS IR
DT ThHLN G, BIRICHE S NEREEBIZEN RO N TE 7, LML I ETEE
ERFEET, 77 v 7Ry 7 2L LTHRbNTE Iz, KT E2FIA LN Ess
FETHLat—LV A NEZ T 7 40— (OCT) X2 OMERIZENTHD LB X
HiLd, I TR TIE OCT 12 X2 BiiEERONTEEBIE L . (EROBIRRTRIC
FAISNCE-HEEL L, BXORAET AL FRERNED 3 D& FEFICH 25
OCT/TG/FT-IR AT AT L& W5 Z LT, BF@BREZIEMRTS L2 NS Lz,

JEBHRM A Tl 5 AlaOs Bk (CRBUEZTEEWR)., TM-DAR) IZxtLT/NA & —& L
THRY E=AL7FF5—/L (PVB, SIGMA-ALDRICH, Co.) % 10 wt% & 238, ##
AL TR Z157-%, —#lisEe X O CIP slBIC X B2 /ERL U=, BilEIEX
4-17 12779 OCT/TG/FTIR G ¥ A7 2% FHO T T o 7o, MBI IRIMRE I EVE SR

(KB BUYEFT, IR-TP-1-2) 2 X v FE#E 100°C/min., 100°CH:D 70sec.fRFF. i
EiiE 600°C, 1.0 Limin O 2255 DG TIT o 7o, FHRIZSE 5 SR D NEEIE 1
OCT (santec(#f). IVS-2000-WR., .00 1300 nm, #h53f#RE 4.4 pm (EHT3E n=1),
REST 0 fR6E O pm., HEUSVEE 0.3 mm, A% v L #HE 20 kHz) Z#HWTHIZELZ, &
BIAITE A RFF (KR BERUERT, AP225WD) , 364 L7- 4 2 DILZREZ LT FTIR

() B sERT, TRAffinity-1S) Z AW CHIE L7=,

4-18 IZWHNEH DO RIZARD OCT 427”73, OCT UTIBHTRANER D SN BLE AT
AT A< OKKNBEZ 20T R RS, FRISRGERER, 1RE,
HEICRZRT, FHRICMHED OCT BOL bziE S &, 130 CHTA B AV 2K
B LIAD 7=, Z 2 Tl 200CHHETO OCT 4427~ 1 (X 4-18 (), KAICHIER
T HWRIT PVB B IEERER RN DA L, ENONZERFRTZT oy ve b FN
DEZITIMENTZ b DI LEEZBND, S HIZ, 300°CHIIT CRIBENIE L, &N
FEAE L7z (K4-18 (b)) o 52\ T 400 CHUT TRIGIR DN A < £ S 47z (K14-18(c)) .
ZOLERBEROEmMMAEL oo TV Z L0, BIBAT OAM N RIC L0 R
fbxil, =PRI TWZEEZ LD,

WS L 2 3BT 272010, LEOFERAZILR L CTHIZE LT, 325 &
BIfATR. ARSI LIES <ERIE LTV A 23, 65 CHHITEIX 4h 7=, Zix PVB @
T AR TH D TOCHTDIRETHD Z b, WHNAER L, KO FESID L
XD ThHEEZLND, 100CHE TIENERIEDFH LA LT, FELFNIC
Ko TRITDRLREN LD HEIN D, D% 130 CHUT bW IS E)
XD, =T Y AARER LT, ZIUIANA X —DRIEI o TR DRENN 272D 72
EBEZHID, 300°CHIT CHRIBIRDIERR L OE KD AR, 400°CHIUT TS v H—D
IRAEHNE X 724, 600°CHHIT CNEREIEIXFRIE L, 20K 5 28 ixEEZ L L Bk
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LTWbEZEZXOND, 2T, BFHOHIBET 07 7 A v, EEEE, EELHE
EB XONEEEZE L Z K 4-19 (R T, EESED T 28 E . RCR LENEEE
MEAGT DI — B L T, FRIZ. BUBROEINIT 300°CHE THAE LD,
IOEEHEBEFEMIIBOLTCNWDEZIATHD, ZHUT, N X —D RIS T
A LT RED T APKAF O Z 18 0 1T BRI KRER N Z T2 & T, K fH
DFEE YN TRIBAEROEINN B AE LT Z L 2R L TV 5,

OCT 1 A7
<
3 Gk
Al
r — ﬂoﬁgl O
RN
RPN FTIR

4-17 OCT/TG/FTIR A 2 A7 L DOHEEM

X 4-18 IR ONE#EED OCT % (=7 v ARk, (b)& 24k, (kb

[X| FE2A B
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4-20 FIREICHB T HHEH T 2D FTIIR 237 kL [XHAEHE
BEEACIIAAL U —DORRIC L > THEL DD, BEICE> TRAELET AD
FR-IR A7 bV 3 ROEITIC - TEIET 5 (X 4-20), 100°C THED H20 & COz
v — 7 Nl Sz, 2000C Tk COz B—7, CH20ZHiK9 % CH [HfigiREhR, B LAR
BRIk T 5 CO RS MMEREIBI A BIE Sz, 300 CTIEA AR A BRICH KT S
CO —HEfEA MRS, 7T 7 — VA F I EFM e =L AT 07 LT b RicHk+ 5 CH
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MRS HEE S, E— 28N Kb Eho72, 2L 300°CICBWTAA v Z—Dsby
FRNEIMIZE LT 2 E 2R L TCW5D, 400°C Tl CHslZH%9 % CH (HfiEES), 757
— VIR F T IIEER E =L O T LT b RICHRT 28727 CH MiEIES), Fikte =1
KON NVAR BRI HKT HHT- 78 CO ZEE G MMFERBIABIEZ SN, SHIZCOE
— 7 PAEMITHER L, CO B—7 b BIEINT, TS X —DBbEni=Z &%
ARLTWD, B00CLAKEIX CO2 & CO ZFRIFEAEDE—7 BHK LT,

LIEDZ b, N B —D55 R L BRI > TAMAERES A AL, *Rot
FRIZ BB A2 A 2 =R D B BREECOBRIER CECTZZ N nhote, &
HIENRA o H—L LT TFT T 40, RYb=AT7ra— (PVA) & HW-RIEKICH
WCRIBRIZEHIT L7z & 2 A lARIC 2 203343, 512 PVA 2 W 72356 TN
BT L A B Loz, ZOEWE, BUERAITIC K D H AR E DR 72 &
DOREERREIC L > THLMNIRD EEZ DD,

ZZT, Bkt T I v 7 ZAORERZBEERMIO 72 OI1IEA L TMA 2V T, &ii
TORRIEARDOETZEIME T 5 ER AT, A > F—IX PVB10wt% CTdH V. CIP ik
LT TV FEEEE 4X1X9mm ORI Uiz, BRI EO ML, 3G
FEREDS 8mm DO HTERERZ ATV R AIE L S EOTHERM L, X4-221
FIRETOT NV I FTRBEDISTTOTHERE TS, WTNOEES, OFT A0 s
S TNIIM UL, BIR L7, RERER AR L THWNICE 72, F7o. BRTIER
RIS ETRERIZE Z 52202572 DITR LT, 100°C TIEIEF IR WERIR R & 72 D |

X 4-21 TMA Tilfi L7=7 v 2 RO T O B8R [XIEARH
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200°C TIEE BITERWVIS TR EREFICE -T2, ZHUE, A 2 —L LTHW- PVB
DH T AR RN 70°C, @A 150CTHL Z EITERL TS EBE 2 LD,
300°CLL ETiE, WIHIOISNOT HEMROBHEE K& R0 BKIGTIRED L5
o THIIML T e, ZIRE CORRICNZT VI FTHRIBEOIITEEL LT ey
FLI2b D& 4-23 (277, 7V FEIBAROFRE I TIRE OB & i — B R E KT
L7z, 300°C/HHN L, 400°C TR KEZ & o722, BT HHDODEWELE 72D Z
ERGIno Tz,

TMA TOFH & [F C~HED T VX FREIBARZ VT FIRIZHE 5 N EBIEE 21T -
7. ZTORER, K 4-23 1737 X 912 130~250°CT= 7T v Y ILORAEN AL LI, 200°C
ERB A PRESKY ., B bBEINT-, 350°C TRIZENE O Bl v #IT L,
500C THE B D OCT EENI->TL DL DTl oTc, K 4-24 DX HIT, [RIFFZH
E LT T VX TR O B EZ X, 170°CHHED B L, 200°CT—2 H O E &J§D
HWEOE—27  #250CT_2HOE—7 # X e N bEERD L TWo7-, OCT #l%2
DFER LU TEZ D & AR O IR & [FERICE & & NS IIHEBER S 5 2 &2
Dolc, 1L, =7 OIRERENRLR DO, FiREE LA - HEN RS Z

EIZERLTWS EHERI SN D,

Fo. FIRETOERZEE & T RELZZET 5 L, 100~200C TORER T IZAT 7
AR A E LRI K D B D, 200~400°C TOIRE DHINNIT A > X — DRI - T,
RFEBEOBZEIZELDbDEEZOND, TOLIRREVBBILIZEIVRESND
400 CUBEIZ, RAICTIEH 2 BENME T L2 EE 2 BN 5, OCT BTl 200C
WCTHRSEBENAE U, Zid, BVOMNTEE /-7 L3RS, T IR D Hh
FHREMEVIRIETH DL Z E LR L TWE EEZOND, N U —DOFECE, ik
TEARDNE & & BOBARDEEMAVREIIAHRI L TV D EHERIS D Z e S HITH
RAEHEND Z LT, JIBKROBIEEE OfHNED O LIt S D,

62



4-23 T FRRICARDBARIZEE 5 WEEE 2L [XFEAR

4-24 OCT #Bi%2 & [FRFIZIE L7277 v X TR IR D EREZ(L  [KIEAR
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5.5 EZBOEREHIEID 72 DR 1 FiRGE HEDHEL

(1) PELAEIEA S A AR
]\/1/:1:/73?& DIEK BRI RIZ BN T, BUKIEDTF A A E 5+ THhD PEL L e IR G

L7=Dh | B WAL A 2 L C k> T SR N B S 72K R AT — R D& 5y
Ty BAIOFRZERFT LIz, K 5-1 1 XMV HiChr -8 1800 @ PEI &AL AU A RA LT
WK DB ETH%, PEI DA TIIMNVZAIARE TH-72— 5T, PEl ORE /v —2 =y N=T
FLUAAEDZ=Y IIZKLT Smol%lh EDOF L AU eA N IESEHZE T, WK% A L
U CEMELT=, 4 5-2 IZiXv=y> AU A VB2, PRI B8L UL H1C PEL &4 LA AR
AL THLNCEREIK D FTIR AXI MV Z T, PEL A LAV BEOIRG IR G, ML=
> & PELCHER 2N ASZRD Sz — 5 T, AL AU TR b7z COOH (27 B S oWk
WANE IR UTz, E72, 72l COO™ Dt GeAdiffa s & e SAR Mg IR B 2 J8 S LD D A
RO HAL, A LA EED COOH 243 COO™ &L T PEI D7/ HLENI L, B/ RETERRL
TWDIENRIBRINT,

X5-1 MLz R TR EDOA L A% PEIMw1800) b2 & S E 7Kk 1

. v COOH
0 —/_/V\}L\”\A_A_/\/\_A_
9 60 i
- _ | V. COO
85 2
< S 30 & .
O c (0]
i 5 % M
o o
§ W
PEI g

Oleic acid Jk '_“ v COO-
(OA)

Toluene ______,\L‘)\/\W

2000 1800 1600 1400 1200 1000 800
Wavenumbers [cm']

X5-2 ML CEFERINEOA L A EZPEI(Mw1800) &4 S IRIK DFTIR A7 ML

64



PEI-ISA sparenparent Tr Transpare

Fatty acid content mol%
0 5 30 60

[45-3 ML= CE RN B4 PEI(Mw1800) s & SH 74k T

'

el ——— b

- L.SL; -;_;f'k 5 J‘ -

[X5-4 bl sfCARRSy - B DPEI(Mw600, 10000)A LA B(AEIE /¥ —2= MZ
KL T30mol%) & =& SHET KT

5-3120%. 437 1800 D PEI Z W CA VAT TV ERRCAT TV i DR AR A FRELL
TR D EEZ RS, WT VB IR A IRINT 52& PEI 137] %ﬁﬂ:b %/vmyqﬂfAA{dxbi
RSN TWDBIEDNIRIBI NIz, Tz, AT TV E R ASEHEICE. TORAEN L
MHEEERDFE LT D2 Eb RSz, £72, K 5-4 1Zi% PEI @ EI =y MIxL T
30mol%|\ZHH Y DA L AU WaE, 3-8 600 3L TN 10,000 D PEI E G Sk A7,
535 1800 @ PEI ZHWWBREFRIRRIC, AL AV BAMESE LI E TR B RE R LML=
PHIZFE L TE DL AR LT, ZNOORGETHFER KLY SESF255 8% A T2 PELICK
LC, SHEEOIRfEZ ., Y BEL ST - A A R ERGH CED I La R LTz,

(2) BF30 7 ZRHARA~DPELEI il A RO A5 R

H2 %0180 PEIMw600, 1800, 10000)\Z5xF L ThE % 72EI145 TA LA E(OA)(PEL D=
FL oA A=y NIFL T 15~50mol%) %= L7c PEI-A LA ER(OA) R AR ZFHEEL
BRI FPED Si02 I LY TiOL ORI 1T D B F B L | ML 2T — DR BRI K&
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3.0 , 3.0
PEI600 PEI600
25 —
E %3 ' PEI1800 <79 ES [ PEI800
£20 PEI10000 G.b. ?2.0 . PEI10000
B ‘o8 i .
W5 - - fm1s 3 o
= ge & &
#1.0 - 1.0 i
<0 e Si0; (2.2 ym) 40 y Si0, (220 nm)
Hos | @ PEI-OA Fos I & PEI-OA
o OAZ4E 30mol% OASSE 30mol%
0.0 @& : L : ) : 0.0 n_". I I | I
00 05 1.0 15 20 25 3.0 0.0 05 1.0 1.5 20 25 3
e RN E mgm?) £ RN B [me/m?]
3.0
0OA15
25 I 0A30
220 | OASO P
0 o0 °
fm15 Py 8
=8 ~®
# 1.0 | ,
<0 Si0, (2.2 pm)
Hos | g PEI-OA
PEI Mw 1800
00 . ! Il Il | !
00 05 1.0 1.5 20 25 3.0
=& A2 [mg/m?’]

X 5-5 kkx 725 18D PEI IZX L THEA 72EIE5 T OA 22 AL THELI-&HE
PEI-OA &G 1RD SiO, R 112 x 4 DM 75 25 H)

f*f%ﬁ’i.“%fﬁﬁ*ﬂ’] TRRETLTZ, X 5-5121% PEI-OA X RO IEIED BAR DRI PR SiO2 f8tkz
(2T W AEZFEN KT LI AR T, DT IO S THLE A RIRINEN D72 ERIC

(= m%ﬂuw: TR TOEEERIRLT LICWELT=0L | &G RESINEOB RIZ k- Cafn
W FRIEICE D Z L HERRES T, 2.2 pum D SiO, ki 71235 B 35 L. PEI-OA A KD 5y 1
BERRENE 2EEROBFIGINEH @ AE T DM BFBD O, —J5 . Si0s ki 0
KR/ NELT2 DL PEI-OA B IKRD 3 F &SR DIZHON T, EE RO RTINS
(WS BT T 2R A7 B G L MERR S U7, PEI-OA @ OA 25 FEIZ DOV TIE, 2.2 pm D
SiO, KL T ’iﬁ“é%ﬁ%ﬁﬁb IREREE RIT SN EB DN e o7z, ZHHOfE A

AN KDY VAR 7 K 55%21%50)75\75_*5@5 1 J 572, PEI-OA &G KOREEN, Bk 1
D TiO, Bk -1 _xﬁ“é%é%*%b BRI LT A 5-6 (TR T, S0, fikr

%é:ﬂ% BT R EV N (c.a.200 nm)1“&4m% XL TREWSF 8D PEI(Mw10000)-0OA
EREZBRIRINGEETRESE DL, 2EEPL WA T DA RO BT, SHIT, KL
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£ B IRE & [mg/m?]

_ | PEI600 — . | PEIGO0  TiO,(35 nm)
< | PEI1800 £ 77 | PEI1800 PEI-OA
20 + PEI10000 : £ 20 - PEI10000 OAZHE 30mol%
s PSR B - |
ﬁ -
1.0 ] 1.0 ] ’
* TiO, (200 nm) 40 w8
0.5 | PEI-OA M o0s
OA+EE 30mol%
0.0 + : =HFE 30mol% 0.0 *
0.0 1.0 2.0 3.0 0.0 1.0 2.0 3.0
SZEEHME [mg/m?) SE5EENE [mg/m?)

5-6 KEx& 72458 D PELIZXL T OA 228 SE CGREEL-4FE PEI-OA 28 1KD TiO, fitkhi

TATKI T W AE 2 E)
(a) (b)

— 1000 — 1000

< TiO, (35 nm) 20v01% . TiO, (200 nm) ~ ©20vol%
£ 30vol% tﬂ

& 100 ¢ Ny B, 100 +

= @ . 35vol% 2

‘@ 37vol% = i

g 10 | ‘ z o

% . - g 10 + o o

g 1 % \ z IU

3] [ =]

g 2 1t

£ o1 | PEIMw ;N 8 PEI Mw 10000

. -0A30 2 -0A30

0.01 ' - 0.1 : ;
) 10 100 1000 1 10 100 1000
Shearrate [1/s] Shearrate [1/s]

5-7(a) PEI(Mw600)-0OA =& ARZFIFINAEL7Z ca. 35nm @D TiOy/MLE A7 — LU (b)
PEI(Mw10000)-OA &A1& faFI 45 L7- c.a. 200 nm @ TiOy/ kLT AT — D K5 EE i

TR T HIZ DN TEA RO EIRINFIZE S BOME N 3258272858 | Si0, 4
BT FAR ISR S T,

5-7 12— B LT, Mw600 FL N Mw10000 @ PEI & OA DA RE NS SE 7
TiO)/ FV = ZAZV — OG22 7R3, WThd OA 2B EIE 30mol% Th D,
PEI(Mw600)-OA =& 8% c.a. 35 nm @ TiOx K1~ EIZ IR A5 SH7-BROKEE hfR Tk, v
FAVORL - FE S AR (TiO R D [E B 73 P FEIE 20~37 vol%) THALEE h IR T U o A
AL T | TR O KB E D D HLR 2R B SR IR I IAFAE L2\ S B TE
PEDENAZY =3 MG, i EIZBIFN 35 72 PEI-OA (28> Tl TR E R )
PERL QWAL DOEHEER IS, —J7 . PEI(Mw10000)-OA 2 A 1K% c.a. 200 nm D TiO, ki 1
BN 25 ST BR O EE AR TIEL 20vol% DR VKT IR E D AT —The ATV A
DIHDREE MR INEHNT, X 5-7 T PEI(Mw10000)-0A 2241473 c.a. 200 nm O TiO, Fi -
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30

- TiO, (35 nm)/Toluene/ —O— 20 vol%
ol PEI-OA / —{+ 30 vol%
~ 25r 35 vol%
§ —O— 37 vol%
= 20+
5
> 15k
B
o)
2 10k
=
5
5 5| D———D\D
a
< O ||||Qm LLrrnn
5 2 4 6 ; 2 4 6 A 2 4 6
5
10 10 10 10

Molecular weight [g/mol]
5-8 PEI-OA A/ 1RO 5y 1 BRI TR EE D TiOs(c.a. 35nm)/MLT AT —D BT HREE
W RIAE T R

ZREWAETHHERMIZOGIEE TP AZTTONLIZENL, KL LICTWAEL
PEI(Mw10000)-OA RN AAEH L TREEIED 2T —NELN T DEE X BILD, R D
REVRL 1257 T RO KEV PEI-OA 2GRN A S5 EHEME A D AT —
SNDMHEMICH DL O EHEERSND, F72, X 5-8 (21X ca. 35 nm @ TiO, ki 1-12x52
PEI-OA &G HKOWEL—HIELT, & {zlw) PRSP ATY — DR IR, TV
10[1/sNIZBIF DN T U ATV — O BT R I T T 5 B AHE P 7=, PEl D4y 1 &)
10000 ® OA A ARZUANLTZ 37vol% D TlOz/}\/l/i/X7) D HZE LR EAL L | kL
FROPEIIAFTRE ThH o7z, ZDIFND AT —ITDOWT, R IREEIZL > Thied iR
031&??5% S B ROSy T&IXR20 CRL T IRENE KT HIZHONTEN S T EO/NS

BIRBAZY— D ACICHE D THAEMMDB RSN, b IR O#KIC LD kL
%Fﬁ&ﬁ%ﬁm@w\ D, B EL TIRINT 228 R A XL /NSKT 2N EEDRH LB D &
%&ﬁéné

2, [E AR NMR 1% TRk 73R i EI23517 5 PEI-OA &G RDOW A IRTED R
ait%w‘:o X 5-9 12X, FobA LA Ufig, RY=F L A3 PEI-OA 28ROV T AR,
PEI-OA &5 {RDRLIEN) | PEI-OA % fafnl & SH7- ALOs (ki DL AFY— | PEI-OA
Z RN A SET2 ALO: TR T DHZA | PEI-OA ZffI A& SE72 ALOs ﬁ“&ﬁ%@ CIP ji%
TEAR(200MPa)D 13C [E{A NMR A7~z 7~ , PEI D% fliL Mw1800, OA D=5 I
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30 mol% TdD, [FHITIZA L AL BED A RFTM ST D — (LB R Uz, A LA EED
SHILAT T DR FE R A(a, DIZHOWTIE, [F LA LB L CIPEI-OA 28ROV TR
R TR 5238 ppm Il K& 7R TEY, COOH 7% COO L LT PEI O7 X/ HZHELL T
WDERF-IMBIER ST, Flo, AV AV RGO RFERT(c, d, e, DICHEHTDHE, [FLA
iz | B L O PEI-OA 2 A ROFEEY | 13V 7 L 015 52358 ppm Al 7 L THY, 4
VAVEHIR LN EEA EAE L QORI 2 H U7 rIREME DS/ RIB S L7, 72, [PEI-OA %
FIFIWE SH T ALOs KL DRI | 22— il pi A 35 LUV 200MPa C CIP AL 5 & fRFE R
F(c, 3@ ppm TS 7R TEY, CIP #IEIZL > T ALO; 8k 1+ EIZWe A& L7- PEI-OA @
OA SH[R TN K07 RBBICZAL LR AR L aTREME L R ST,

5-9  PEI(Mw1800)-OA &85 A& BIE AT ELD FE K NMR(PC)ARZ ML [XFEABR
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(@)

(3) PEI-AEHIA S B IR CIERRL T- R ED N7 A R e — Rk

TR D 935 mmx4 mm A HRHTAT A A7 (FR)AZ o —RT AN —Z) & 96 mm 15707
ZR = (R ea—~=TFT ) I L CREREA 22 2 CEERABR AT 72, 2 To¥ 7 v
X7 BN CRE RIS T 72 % , PEL-IRIAR & A (K2 &L 7=, PEI—ENiAS SR T
L= B T T4 T8 1800 @ PELIZ%FL T 30 mol% DA NiFEZ RN L ML 21
fRSE %, EROTAAZER—VE 24 BB LSO ES Y, B0 52 TH
BTz, ZEAWER— A v T 273 LD | BB ORI EEIT o7, 72720, ff &
ZEVINRIZFTERH (3 ~ 1000 s) flmL 7=t fAEEBRA B LT-, R—A A T4 A7
BR DSMEIT, FAERHE 13 0.1 cm/s LLF, A7 10N (V)5 77 0.2 GPaflY) ELT-, Rl D7
D REROA I TA, BEO, PEI DL TERMLI- A I T A AW TERLT-, [45-10 12
RIERED RI2 DY TN 3 FFIZ BT DS L E TOFHE R % 3 5,10 5,30 5,100 8,300
5,1000 s LUz &Z DRI D ZA A TR T, RIEM AT T ATFHER IR FE T, BEE
BRENTIFFE—E Th o7z, ZHUTKIL T PELNEIGER & & (K TIER A1 587 7 AD BEER I
WMEZRUTZ, RIS, RIFMEE S22 BN RS R BEBREZ R L TN DI ED D,
PEI [RlEREAEL TENE SIS CHIBET D720 RERIBIN AL TOHDZEIRIEEIL

(b)

©

5-10 FHEMEMA 35,10 5,30 5,100 5,300 5,1000 s & L7-&EDEEBZ I DAL
Q)ARAEA T T A (b)PELERGA I T A (c)PEI—OA EffifA g T A [KFEAR
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7o X 5-11 124 FE PELIEIBR = SR Z W TR B E LI A KT TAT A AT BLOR— L%
AV, BB R Z 3s& U CIE LI BRSO R KB E 7R, BRI O KB, (&AL
72 PEL-JRIARRIC Ko TRRDZEN 73D o T2, F#lZ, PEI—OA Effifi 5 F AT D& BT
EffiL7=b D ZOBIRWEBEELR S LT To, ZHUTT A A7 ER— VO REIHFIEL TWHOA TR
OB RFIDA LT TeD ThDHEE 2 Hivd, T7205, PEI-OA & EROWAE T,
[ (ARL - F DR ERAR A S R E BT B2 LB E o T,

R HSRL - RN AVE 3D B I 100~1000mN (2K SZEDD, KNI/ ~HET, 1o,
I D FE A EEFIINZ TV R RE CREBREATH-DIZ, ZNOORMHRE LA RHTTAT 4 A
TR LT NIARA T o2 —% O CTERERI O EEIT o7, W BAINT 27 7 AL
5-12 OV THY | 29~44 FLOFEBHRFREN I E SAVDEEER T 17 B4 ff B COBERBRE A A
HU7e, FIINL7ZAaf B8 1000uN O & R EL SR IO T IR 53/ 0.18 T—E TH
o712 (% 5-13), FABRER % I HHEE SR BN CRIEDEEETEL TNl eh b, Ak
TTANBERERRL TWebDEE X HD, FIIIfTEZ 100 uN EL75A . R A ST

5-11 #7E PEI JRIRR 2 B A2 W TREWE LIc A 8T TAT AR BEOR—/VE
THIE LT BB O R A (BB 3 s)  [XIFELABH

5-12 FIARAL T L Z—IZ LD HEERBRIC BT DM BN w7 7 (v [XFELABH
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5-13 "IARAL T o2 —THIELTZ PEI-ENiRES & CRIEMERR L 7oA 550 7 ADEEEARE IR

7= PEI JIENABR I LV BRI R BN e /n > TV, PEI-SA TIERR L7285 AT ELi i i R AR 2K
ZRL, ARERG, PEIFISA, PEI-OA DIRITAK F L7z, ZAVHZ DB HIZ DWW TIIESHITHES
LT E TS D03, RIFHEMID BRI B A RIT T ZEn 50T,

Fo, —lEE mtz@f@]ﬁ;ﬁ ~ R ORI AE 95 fr S T (<1000 nN) TD
F i M 2Rl 572012, K5 15D PEI-OA SA K& fufnk % SE 7k 18 2.2
um DOERIE SiO, 1%5(*1%%%1/\T:'D4’1\7m~7 ZVERCL | [AEROR EEMA L 7o~ A 77 5
B & 0> 35 1 T R B ) 2 SR P ) WA B (AFM)IC A B S - R R D BRI I KA b 7 U 7 v
a T N —T MBI LM 2 A T, anA R 7 a—T7 OVERIZH - - Tidk, ARM EEHEiR%
ERAT U — AL TUIWILIZ I, v/~ =t al —&—% W CEHOUIWmIc R
HE R L7b - 1B A8 LT2(X 5-14 L), fERILI-anA N7 m—7 O~ A7 AR
L LIAA B2, — I B EO WM Y 975 120nN EEIZERED FHNZFE Y 75 1uN
IZRRELTZD 2 T, A HAR 2T 500nm {FEERSE -, ZOLXITERIZ>Thlitz=
AR T 0 —T O ELZEEIEFELUTRIHL, BoN57V 7 at NV —7 DEEDORES
ZAR AN HLER L TZ(IK 5-14 ), X 5-15 1213 PEI-OA A KD 4y TS £ i B ) D 48
AGIC R E T 5% S L 7= 523, 120nN OFFUIA Zefiff Bt F Tl R AER DR
BHMORE - L el L T4y -85 600, 1800 @ PEI AR TTV I at VI — 7 HAEN DL,
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ETIEEE [nm]
5-14 auARTa—T OIEREZ VI at v —T

HLIAAHTE 120 nN HLIAHBIE 1pN

100 60

— i N EEHET

LE 80 | EEhET IR LE 1 B

2 60 | - - - ~2 40

mﬂg .

= ~n 20

= =

0 Lo

RE PEl PEl  PE ° TTEH PEl PEl  PEI
$IF 600 1800 10000 $IF 600 1800 10000

5-15 FENERGLTZ SiOy K&~ A H Eabi [ oD 2 1w B BE 55 )
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S BT, AR OE Y KM AAER ) &2 & L7z PEI-OA W& S T L 72 Si0:
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T AHNES N ENZEF 6, 300, 1000, 1300 kPa TOME[{E%, (b1, b2, b3, b4d)
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BRSPS, BIFTE NN VRO BR [R3RARH

75



PRV I b 5T, b ECEIE Lizd & IR 2B & 03 R S
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— 5T, JRERRL T TIINERE B IS IRE ONEIE R E <Bh& | ZORITFHBE ML
W2 b b LT ROVGHEEIET 2R TR S -, S OBSIE, BRADIIEIZ X -
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-CIP200MPa &k, v — X I L - A -CIP200MPa & E 1k, B — X I L-iz
-CIP200MPa & &, & — b 2 L-#::-CIP1000MPa R, v — X I L-i K
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DB EEZRBTL L, CATRTFRERSVES THEML TS LE2R LTS, A—
b -EE-CIP200MPa BRIV TIE, A —/b 2 L-iA-CIP1000MPa  FJEAS
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-CIP200MPa EARIZEBWTIE, 1.2~1.6 IZJAWE—7 BBl SN, ik, Bix e
BT EEEE 2 FF R T NRIE L, O el 2 A L T b Z 2R LTS,
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TEIRICE — 7 DFAEL TV 8 W) FRIL, L& DK —EHFET 5 L2 E
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DR —/L IVERIBAR & g LT, 8 PO B — X IV D X 0 KT CRERS 231
ITLeDIE, B =X I VB L RIS 220 | BEfE OBRE) Ji5 0 E L7727
EBEZBID, Ko T, BERBAIEID S IO BEREIGHEZF BN LR DR T4 ARSI X
57 FEERDOMERDOIEAFT D B2 HD,

— . BEREREHNZ W TIZE N ENDOINGEFEENTR 2 > TR Y | BERHARDOF X I
b A U, FHRFEEEEDY 90%LARE D BERE K D I 18 D35 B8 & X 6-6 12”7,
77750, =X - -CIP1000MPa &R, R—/1 2 -5::-CIP1000MPa %
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AR, B —X I -1E-CIP200MPa (IR, B — X I -2 -CIP200MPa AR, &

6-7 FHAXIFEEDS 95% D YSZ BERE R OMTEEH O SEM B8 [XFERBE

6-8 AHXIHE L 95% D YSZ BERSAR DKL AT [XHERD
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# 6-1 AHXIEE 95% D YSZ BERG AR O LR D 22 M 43 Af

Bead milling Ball milling Bead milling Bead milling  Ball milling
Dry Dry Wet Dry Dry
CIP1000MPa CIP1000MPa CIP200MPa  CIP200MPa  CIP200MPa

Average pore density

) 5.42 2.72 2.32 1.96 0.786
[number/um?]
standard deV|at2|on 0.699 0.359 0.427 0.449 0.267
[number/um?]
Coefficient of variation 0.129 0.132 0.184 0.229 0.339

[

X 6-9 FHXMHEEE DS 95% D YSZ BEAS RO > SEM BEH.  [XI3E/AB

— L 2 L~ -CIP200MPa AR DINEIZ /N S < 72 o Tz, #EWIEERE X A AL 2 2T
PEH T 28 TH D72, KHIBEREIC B AU E I TR AL OFEHHE LR L TWS
L TPREND, F 2 CHIPBEEN 95%DRFOBEREARZ T H L, NEEL2BlE+T5 2
iz,
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X 6-7 I\ZBERSED 2 BT B ETT, I FIAMDEWNILY, B RZHEHN
KA THD LD, HBELY, JIROALRLTRILODMICEEZNELTND
ZEPBEINT, 2T, IO OFEOEBENT AT WK ILR A 2RO, X 6-8
AR A AL, it A RALE A YR & LIRS E2 R, B X I L-igmak
-CIP1000MPa Bift1A1% 0.05 umf . A —/1 3 L-#H-CIP1000MPa bk & £ — X3
-z -CIP200MPa F(JEA & B — X 2 /L-iig K-CIP200MPa FRIAIZI5 VN Tid 0.1~0.2
umFEE D/ S 7R KA BIR D ZRALFERE DO KE 3 & D TN HDITx L, R —/b I b-#
-CIP200MPa BEfS 1T 0.2~0.4 infRE DK ERKALNFEL TWDL Z ERbnd, <l
BPRKREL 72 DIZ EHNBICHEH TEFTITHEICIERE T 5720, RERAKALOFEIEILIN
MEHEDIK TOOESDRNTHD EEx bILD, £, 6-3 DEIZARZEREE /347 &
[ 6-8 DREREMRALE A& T 2 & SRR D ZEREE & B BERER D KFLBED K/
Bk & ZDEIAITBBR K LT, Lo T, FEREEOKILOKRE SITRIBAEDZER D
REIICHKRTHEBEZOND, —FH. K[ABEDAOERI DI, K[ILOZEMP I AFIE
MEDIXLDEZFMMT 52 LN TERN, £ I TEBZHEIL TEOEBNIZE £
DRAIBEFH L, £ OKILEE D DIEERA L M OIE S > & 2R T EAERE 2 F
LTz, BEMRENARKEVZE, [ALOTFEMEIZRY BdH 0, [ILIERE—IZHFEL T
WAHZEEBHRL TS, E 61210787 L 91, B —X - -CIP1000MPa A EIA,
A=/ I -5 -CIP1000MPa Bk, £ — X I L-g-CIP200MPa Bk, ©—X
LA -CIP200MPa FRIEMAR, &R — L 2 L-#-CIP200MPa R OIEIZ 2 B R E0 L
REL R, KHLIFXEFMOICAE —IHFEL TS Z ERbho T, KILBNZERMIICAR
PJ—IZHFTE L TV D ERALN ORI CIRRI R E D EIT L. RE R 123k R LKL
ZED AT Z EMEBEZHND, RINIZIRY IAENTZKILTEEH Lo B\ 2 IUHE S
DIKTICO N5 ETPRERIND,

ZFIZT, ZNHOEEEDY —< Lo o F o THOBEZITo 72, X 6-9 I —~ L
Ty FUTHED 2RETHRETRT, ¥ =87 MENLREH LI BRI A— 12
- -CIP1000MPa &K & B — X 3 )L-#-CIP200MPa &AL L OV e — X 3 )L~
12X-CIP200MPa A FFLE T, R—/b 3 L-53:0-CIP200MPa FEAKITH 2 £7,
bt — X I /-5 0-CIP1000MPa I ARIIAI 0 T o 7o, JRBH A DRI 2 BE S 5 & |
R—/L 2 - R -CIP200MPa AL & v — X I L-i:-CIP200MPa Bk, B — X3
S EK-CIP200MPa BAR TITBHEE ITRIER L T D 2 & AR STz, £ 6-1 DKL
DZEMHATDIE D D E R TEERE L kT 5 &, KA ZERIFICARE) —IZfFEL T
WHIEEHRIRE L T D 2 Embholz, Fio, K 6-4 ORIEAERZER 34 & & 6-1 &b
W5 L BRIARDRLTBIS O ¥ M & S BERA DKL D1 52 & O R/NERIE
—F L7z, 245 k0 B ROKILS I RIGAR D ZZ ARk 5 L ZE 2 bild,
D R0 REIBERS O BERE NS B L RAR D ZERRAE RO ZERR /3 AR & W\ o TR PG
WERT 5 LBEZBND, BARBITIIMIAR T OZEREN /NS < ZRDOIEH D E N
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INSWVIE E, BEREIGHE R 1T K & < BB BERE R OFIRIE LI L@ < 72 D 2 E S
Mmool

MSC Hi CIIMIEER 7 Th 2RI G O3 v 7 FRIA T TIEBE O E ST
Wb, DF 0, fLEOEEIZEB T AMEEIXZTE 2 ThD EREL TS, LrL,
IR ORI EAREE N R UE, FUBETH- THRRIMIEEE RO ATREMEN &
. Su & Johnson b ZDEEHEML TS, b LINNERETHNIE, SR T7IX
BEOBBTHD L L bIC, MHORBEOR HEAEICKFE LB TLHY, =
NEZBE LI LOEEE LTERLETULERS D, &I T, ETILRR & AR E
DOBAR % FERIIZHA LT,

6-10 ([ ZH& RIS 1T D FIRI T E &R O BIR &2 R~ d, MBI 80%E TD
T IR IE FIEIC L B3, A=V IRIBAE, B — X I VRIBER ORI RO/ F 1
FIUTEAE—E L TEY ., FEERDRIRD IETF U TRIENELT 5 Z &b

o 7. AR DS 80% L EDOFEIKIZ B W TITRARD B LI R - Tz, FFiTR—
NINLTZbD, E—=XINLEEbOOHTH, CIP200MPa L7=H OO 73 XL 0 Kk
ENEITL TS Z EBbnd, XoT, A UEEMERZ FHV, [6 CAEXEE ORRET
o> TH IR D ZERREERZERIG & W o TR TS RE N Be iU, RO ZE (b B
D2 EMHBMNTI ST,

ZORERETEMR LT, MSC #Himn b3 v 7 RN OBEEbZRD D Z L2 Lz,
MSC #imCld, BEORMZE(LIFKRD L S22 5,

dp _ yQr(p)D, (_g)
3pdt  kT(G(p))" PV RT

(2)

Z 2T, IR, oy IEERE T RLX ) GIIRAE, TIRHRHEE, RIIRAEEK. Q
FRFE. kK IAVY < Do i3ER. T(oNTEEIRFE L2y 7Bk E =T
285, QITBERED AT OIEH b= Rr VX —Th b, QRXAELEIHEEL, Iz
LD ERANEOND,

yQr(p) @

903 dt(G( PN = In—p RT ®)

ESIZE D, FHIEERSICEBIT 2BE L REOBRIZLLTDO X 9 RN HiE SN
WA,
p(1—po) G
log — ke lo ( ) (4)
,00(1— p) ¢ Go
TIZT, ol EIMEBE, GITRIE. po0é GoldoXe G OWUHME., ke ITHIESAITHK
FIH5EHTHD, @WRTEKD X H| wﬂﬁ/ﬁ‘é EMWTED,

P (1—po)
=0 log . ke (logG — logGy) (5)

In (

log
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X 6-11 12, ZIZEINDRTE

Tro FOFER, MAIXEMRERICHD Z ERDND, ZORPEROMEE 2Dk 2B
L7=G23), — 5. W% GlzHonWTEETAE, kOXHITh B,

p(L—po) -~
G (6)
(,00(1 )) °
O)RZ@)RITRAT D eIk D
Tdp  p(l—p) it " vl Q
In (D03pdt (po(l — ,(:l))ﬁc Go ) = k  RT 2.8)

:mmxﬁémﬁﬁﬁmxwf\mw%m(”pc“gwm%) ha L LT

Dy3 pdt “po(1—p)

DyFLk%@@ﬁ@ﬁﬁmﬁ%@?%ézk%%%bfwéo%:Tﬂ40h%¢i5

m%%mﬁ?iﬁﬁémﬁ$&bffuy%bto:@ﬁ\ﬁ~»iwﬁ%w@m
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