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__aZVy
T 2BL2

(1-3)

ZZTC, ZIFTBALH, Ve ld b B oS = kb F—, LIZEFHE
HECTHDH. al PITUINHEHICEVIEEDLDER THDH. EEOREHZ XL
F—y IINH =RV —OMIZRELFEDO RN, RO DOx= kR
Ve, BREI O he vV —DF 52 BETHLERND LN, T b
W TX 1T ENhE 0.

JoE it R V) BE RS, I BERS, I BEARS (D Ay, A BE RS 13U
KN 0~4 %FE TOREFEBBED Z & 2o . o HIBERS 134 WBE 45 28 & T,
M KA AERT 2 KYBERBICEL2ETOBRBEOZ L2 V). 207
A TITR R E, [RALDOHEIBSCIMSE K AL O AN L TR Z 5. BER
R F OIEBORR B IZ K o T, RFEILHEL, R A YRR, 2 PR B A 1 R
Ehb.

KR ICKIANFEETD2HA, MAOBEHIZTKALOBERICELSEET 5.
KALDOBEHEIR[ABICELIKFEL, JAEDL /ML, JLOB
B ST TR ALITRIR L b ICBEN L, R o T RV
TR OT AT RAMTIEET 5. [RILKREWIEA, B 2N H 58I
WS BEIT 50K ALIFRANICTRYES, Mk ERs. Ll
R[ADBNEWGE, R OB X 2 HEFET 5 DB HEICELD L, RLNIC
mokasnsZtbdd.

PEHARE DN/ & < AR BERS TIEBERS AR NG O R WEEBERS PE B 121,
IR T BER DAV DB N D .

(2) ¥&AEBERE
HEAHBERS TUX, T OBERIREICB W THME & BEMEAEEFEL, BHIT—
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Az, BERSERICR U DR T OBAORKREE 28 msE s W £/,
BEARS DIF & A A IE 1 2N 2 TAT 04 5 D, BT E L7 Rtk 3 22
RKRENDIGHTIE, AP ENEZMATEEBEEEZSEDL. L LENRDL,
ARBERE D2 < DA T, WHOBEERIC LY BB B+ 572
WNERENBRAEL D720, EENIIMNES LR WFEARH 5.

BB R B DIRFABERE O E 2RS0T, RS E W Ligh D.
WARIZFEIRFICECEME e 2 X0 b EWRFOIH OS5, £,
AR T DB 2D SE 50T, EER 22 ICHRYSE 5.
SO, HEPRFORNARCHELERT 52 LI2XKY, R+ oFRERN
—B RN D MBS OBBICE W T, REROHE S FTEETH
L. M, — AR E AL, BERIRORIE TH D, T FVITBER I IE
FRIOWBMANBNAEKRT HZ I TAELD.

LA 7R IR AR BE RS TIE, B O EE T3 ool AZE L TEEL T 5.
FT, BMARBEASDITHAOALEKTHIREETTMESINS. WHNEKTHE,
ZOIRFH N E AR FE2TEDL, FRICE->TEE BB AELT, o=
IAEAL DT RSN > TEMRSNOEEA L ORE B, WHO &, K
28, B ORI ~DOEEREEICIVEALT D, — BRI 7eR FIZE FELSIL
RV, R &[] IR IS FE 2 DOt D Z2 b b E 575, B A1) L Bl 31 o0
FENIEFITE WD, HEORELRW. FEANCED8E LN EL DT
o, WIRSPHE R DR BN LRI Ao T D, A 2R AR BEAS 12 B 15 2
D 2 WRITEME - HERIEND. 2O T o A0 — B 72 F BOIL o &
IZBITAMKAL THD. /INETehL 11X R E7RL 7 LOIEIRE N @ T, WE
DI, INERbLF D RERKLF O FICH IS, ZhZz Ostwald & &
R D)o i R BE RS 0 % B AR X AR X OBERE LI IR RS . 20l
FECOBBEACIZE AR 7 DNIFE T HI2DICEL 2D, KB TR L,
HZOT AL, TRTOWRMEER R CEHT20THLN, TOZEA
IENTD, BERE BEBE O fc % ICBE</EM 375

1.4.2 BEREBLA

WARBERIC L VBT 28T 2 v 7 2ATBEMAOTRIM LY, B
AN RESNDS Y. ZCTHREMREMERE I I v 7 2L LT
SisNg & B2 21T, £ DO EZ IR XD . SigNg 1T HHEAMEDS & <, HEEEE
WMETH DD, BEAEZIEZNDDICITBEMAF NV SN DR,
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BEAS B AT BERE BRI IS T 7 A ERK LT W, @ik E L2 T
F2EREL-STWVWD., 207, @IRTHLEWREZRET L7201
mﬁﬁm@%%mﬁg,ﬁﬁﬁwﬁﬁﬁﬁgf%é.it,%%%ﬂ@
W X0, WHAMMEENS AR L, CNT OGS E 2 2 Bl G %2 58
Té@fﬁ%ﬁmw THETI IV I RE/LIENTES.

(1) SisN4-MgO %

it~ 27 x> v L (MgO) &, BERBIAI & L TR b 2 "THEIC L 7o ik
MOBWMP Tod 205, BERBE/KEKITISy N VAL VERINTZ.
COLE, BERERETERT DS AX XA b (MO - Si0,) , HDH W
m,7ﬁva7tr4b (MgO - 2Si0,) T WIRMHE DA L T, bR
MEZND. L1, MgO IZAKIENE W Z & 225, SigNs-MgO & IF 5 1+
BERE CIIE (AR ETH D=0, FAEREKEEZA VLI LERH 5 10,

(2) SizN4-Y,03-Al,05 %

a-SizgNg-Y203-Al03 R ORI IKR Z Bap 3 % &, £ 3 1400°C Hif% O Hfg
FIIKIE C, SisNg B TR EICFIET D SiO LD E & Kt L T, N
GHEHTA (MAT BT 2) MHEBPAEKRT D, —J7 Al,LOs 1D Al O
D —FIE SisNg ICEIR LT g-H A 7kl 20, [/ R T ORI -
Br i BOs &R A N O IEHUZ K » TRIBAL D ETT 5.

(3) SizN4-Y,05-Al,05-AIN-TiO, %

SisN4-Y,03-Al,0; RIZET VI =7 A (AIN) BT ¥ (TiOy)
EIRMUTEREEREZRERT S &, MIETHEEANRESND Z EBHE
ENTWVWDS O Z DA Tioy i, KR T SisN, < AIN & s L TZEALF
22 (TiN) IZZ(L LIS R - & L CRERICIFEIET 208, 2D Z Lic k-
THADRILES N D .

(4) SizN4-Y,03-Al,05-AIN-TiO,-HfO, &

KEO TR AHORGEILZREITEDIHRMP E LT HIO, AR TH
HZLERHULE. £, HIO 2T 5 2 & T Y,03;%°Si0; & 1600°C
NS ETW L, ZEM LT c-HfO, BNAER &, SiRMmENE L < mk
T2 ENMBN TS, Fig. 1-212 Si0,-Y,03-HfO, % 0 4 [X] % 7 3 &Y.
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FLACIZ K0 1600°C 3 AR WV FE 2 HIRFE 2N U, Z OfE R IRIE 2 6
B #5 I #E 9 5 . Fig. 1-3 1T SisN4-Y303-Al,05-AIN-TiO,-HfO, % ,
SisN4-Y203-Al,03-AIN-HfO, &, SizN4-Y,03-Al,03-AIN-TiO, & D B i IHE
O & R % Tio IR L 0 b, HFO, IR IR, HFO,-TiO, 7] B i
MBEDOF N L VIRIB TN ZET L TND I EDBDLND

Lo X 50z, HEEREPTED SigNs b BEREBIAINC K 0 AT 2K % I
LCHEBPEITT 22 EICIVEBERAENPGEOND. Lo L, #AHIZHER
R TR AELTCHEEL, B9 I v 7 20ENKTT2ERD D .
Z DT, [EFEBERE THUE R BERS K25 5 72012, MET 5B A LR
Howbons56080 5. LLTICEKRFIED —Fl%27R7.

1.4.3 BERRFiE

I I v I AOBREKFIEEFTZHEZETHY, TETLH5EITI v I 2D
FtECHBICIS U Tl 72 FIEZBINT 208N H 5. CNT ot 7 2
V7XV%%T%(WT®ﬁm HEZIME LT, #UELREAME 215
H7DITIEFRy PV RERKE T T A BERER S, MEIC XV 8E
4K%:1EL<#%>J%EE$¥£75>EHV HENDZ ENRLZW. LLTICENLBER TIE
D EZ RS,

(1) FEBER
@%@tﬁiyﬁx%@%#éﬁﬁﬁkbfi%%ﬁ@%&ﬁﬁf
SisNg DEEFREICH FHW S I TW A, SisNg DA IXIEIRZ N, RS T
BERK T 5 . SigNg 13 5EBE #5144 E T%étb BE RGN AL BERE B A 2 WV 5
nNo. FEEBEIAEE A NRAMIONIBEEEZRFON, —&E TIX
SigN, 1% 1800°C # 2 7= H 7= 0 I 5 43 mﬁﬁ%&@étww@mﬁ@f
LovBERs T&E 3, 18- THUE 2R BER R 215 5 7o DI IR @l A TR & 4=
ﬁ#éﬁ%%ﬂﬁ%%u%%ﬁk@%ﬁﬁgﬂﬁ<@5@#%&?%
5.

(2) A R EBERTE(GPS)

HE T O BERE 13 SisNg 28 33 % 72 6 1800°C LA o @& il T O Befh 25 T
XMool 2T Mitomo B SisNy ZZ=ENE F TR S5 40 A )E
BERSiE A BRI L2 19 Z o BERSIEITEZNEFR K T SisNg D5y iR i1
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MWERTZ2ZLE2FALTWD. &R TORER TILEER O BREY 25 <
LA EEZIKE L, oA OBERBIAI N ERATRER Z & D
EIEBEOEWERAEESL ZENARELE RS, £, Ay R LR E
EWEMERROR G L RENAETHD. T, BERBRICB TS SisNg
DEAGIRICENT DB KA NIE E A L2072 05 58 M O & BE RS A
EEDZENARETHD.

() Ay b F L REE(HP)

By N U RIERBERE TSI D OE T ko TRUE(LT S HIET
D, RETZAXNVX—ICERT DISTDBEECORSE) )1 TH 50, FIE
T A T U8 BORBE AN < BERS O BTN S 3/ T 8, BERRIRE LS B Y 1T
JE) % N % CHERE 24T 5 °%. SEREREME DM B2 B TX 5, MK
I CRERE T & DR RE OB A ATRE, ~FERBENE W & WV o 2R
WD, BEGEEIENE LW, &TOME - FEKOGIE - RS RE
SNDHEWVSTERA LD D,

SRR 7] B BT RICEN NS % &, RRIBAK % HE 3 2 KL 1 o B2 fili 43 12
S HMWMEL D, ZOIEITDORESITLE > TRBILOBIZR LY, hE
WA ISR B E, RE WA FEMEEE N XM /s, Lo, 2
DI ITRERNDICE > TEL DG I M RE L, WOk
T HRELY, MHEERICXD2EEAENEZ D, FoBEALER, IR
IRAERTDEIICRD e, BEEFRORMN 72720, BOYEHUIC &
D BERE DS B & 72 D .

(4) BLRHE B K JEIEE (HIP)

T AERERGITIB VT Ny RIS LD MEILFEIC SisNg O &iRICH T 5
BGROBIEEZRS >Tmb D THLINHIPIXELIZEWENZNIT D Z
LIZEDV ARy P LA XS ITHMOE HE2@insEs22 2B
ELTWD M Mz aENT@EFORy L ALY b E W DIEE N
O CTENTZERBREZEL N TELIN, EFICEVETDOD
WICHE T XA NP EL 0N HERTH 5.

(5) MBS T X< BEkE 15 (SPS)
Fig. 1-4 [ZE 7 7 A~ BEMIEOR A K 2 -1 . ET 7 X~ Bk (LA
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T SPS) & 1%, EM AR FHRICER = A LVTF —Z &AL, BRIFICHAET
LHMET T A D@ FNX =2 RIICHT 2 2 & T, kLI
N, KRS, HEEM TORER, DO WVIIEEEA AL T = —7
RAEMMTIETSH D 00 [ O RESUSIE(SHS)RIEE, B st ek
SOHCHATRNOD, MO TENRIZEN, £ OMERD I X
LEJEINENT, WEHEREOREEPEG /LN IR EEF > TWnD
D CNT it T2 v 7 ADERICEWNT, AHREKRTETH Y,
CNT O « HEZIME L TEREREZENSELND.

15CNT 28O ML F DY —H#bicBE ¥ 2BEE 0% & &

CNT X —Mm 727 2 R & RIFRICEEEZ R L7 <, CNT O 43
MBE Lo TS, BT I v 7 ACBWTHERTOERERY 92
AR KMaCRBERN L, B RolTEEMEBEZA LFTED
BEAS IR 215272 0121F, TN EEBLT 5720 O 7 & U FUEH (K
WHBELRL, BRI 2BV THE LRIIAMBEMOEELZIT 5.
ZDRY, TEDOET I v 7 AT LH2DI0F, KENIHE L 725
B R 2 RET 2L ERND L. 7 I v 7 AFCEP R T8 22 k1 20> 5
R INTWDLID, TNLIEREGKRELZIEHKRL TR, K2R D
BHOZLIFIENTHD. MEOKEEEZD O 2T, HxOk %%
DT THEAFTDT, TN OMOMBEEHBLOZNITEIDAELD
fix DBGEZEZ DL ENULBEBARARAARTHL. KFEICE TS CNT &
M7 I v 7 2AO0@EmBEAICENTY, TR T TOYESICEET D
CNT Z 2l ic S E 2 0 BiEETH 5.

LR R ST, 2 OEA R FEEKRLTBY, kK1
TSP WIEBEREZER L TV Ll VEBEREZFEHRL TS B
D5 .

O 7e & OB FB TR 42 — WAL FICET 2 & (kL 1
fBEEZFmBL)B L0, Ok Fib SN+ HEETLHOEZES
VERNDD.

LTI CNT Z & Dbl O BICH W b 5 FE R e FiE o
R AR XD
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1.5.1 BB B FE
(1) A—n3In

A= INEFTE T I v 7 ZADFEEBREDOSE - BE TRICBWT, &
H—MKEIICHWON D FIETH D . B IR & KIK % 95~30mm F2 £ 0
R & EHICRBICEAL, BHZSH D Z LIC Lo THA— LR EELL
THDOLERE TR 2 mi, BREG, 28T 5. Kl s R—IL Ol
DWNEELBRTHY, #imEmIicxt L CEUI 2R AT 7 23R
THIENEETHD. —IICH— v I V% TR O Ry s 1,
MWEAT 4 T THAIR—ILOR—LVRITKEFEL, BO/NS R —1LE2H
WS A O RB R RIIE T s N LR TWD.

(2) EEF—NL IV

WEEEAR =V INVEAR—IL IO HEREIBIIMNZ, AERER =L %
O LRV FEEZRDTELOTH L. HHHOREEIZL LD
W, W7 Ism A XORREE THRRE TREETEL2 I EMNMbLNT
W5,

3) E—XI N

Fig. 1-5 CE—XI VOB AEZRT. Bir=E (X kL) IR
DR DO PITHEI 2 WIEE ORRLEBERE) oS AT7 ) —%2H
We AT 47 Th DM (90.03~2mm) 22— XEIIZHFEL, R 7T
BT D, TOBRRYyBEAVNTT V7T —X— 4 @EbizIE 5 2 iz k
DE—XZHEL, TOHXAMIERTATZ U —H DR 2 HWitE L 0%
BTs. FA— I NEHE LML —X2HN WD, INEE
RS L, B E e AN B U, Inkyo B, BE— X &
0.05mm £ T/NHhEL LEEE—=XI Ik BES S ZMREL, -/ k¥
AOBATREIC L2 @G L TWS ™. Yoshio 51X 300 yum D7 LI F B
—XIZL D, CNT O~z ER Lz EmELTND Y,

4) BRXP =y bI

MY zy PINVFTEEEKRKOBE R AL —%ZFHL T, B, o
B, AT 2 kL EE TH L. MR EERA LWz, i
HIBEREN D722, R BNIEA LW E W =R NnH 5. L, CNT
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RMEDET AR MR OB, BEEdhd ) AVEGREE > TL
FOREOMEND D .

(5) BEREKREY F A F—

BEERES AV - IBEE XAV -2 EFNICRESE TH
BOLVEE 24T 5 HIE T, B—7bk A5G on 5729, Lk - o#EotE
F7ov AL LTHEHINTWD. CNT R EDF /R Fo iz B v Ik
IR TH LN, BEFRDHAIEDO R TIE+H0 TERWED, o
FHEEMAEDEDILEND S .

1.5.2 DLVO

DLVO Hdm &%, M +HICIEHR T2 71 & L THEEBMICHEIET D
London-van der Waals 8| ) &R+ OFHEBERFE NEZEZRB L T, bl
FHAEERRT vy Vv ERE, TOENPLROSHE - BE LR U 25 iR
Td % . 1940 41X Derjaguin-Landau & Verwey-Overbeek O[] 7 )L — 7" 73
MBICSER S, B 0RO L 70 > T 5. Fig. 1-6 ICfHA
ERART oo v L OFWREL TS ™. RF oo v VIERE(Vna) D 5 &
E, OB IXRIE P T T 20, RT vy v VEBEN 2L 725 LR 1T
BELLTIRD.

A7 Y —H TR+ REM ISR~ R HAEER B . MR b hi-
KD HEETIOELESZERNTELZ01X, KL FORmEIZHKAE LT
BMADOERIZE D b D TH S ™70 = o b o MR35 Bl o W&
ICE VR OMENELS Y, BEXMWR RN THEREL IEH L WE
L7 BN LD W R REFEFH CHEEZSIEHO Zo03bh 5.
UTIZZEDFEME DD,

(1) 7 7 »F VU — )L A (van der Waals)/J

Mok F B < FEAI 2B 1T D, KD X IITEZHDHG T 67
LZMIEMICE 7 7 T VU — L AL, BMERICIIWIEE S F0ES
wKeHLL, FTHOMAEEROMBEERRYE T EEXDLND
(Hamaker #55). R 70 FHIICAC2MEMEH T 2LV — 1%, FiE, i
M, SHBHEEEHZRF L —0fE L TERIASN, 77T LT =LA
FHAERZ AV —LIEENRD.
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(2) H#EMEIEH

A F L HE0CHRREET DEEORmIL, Fril O &M%k L3 EN
EHOTWS., BE LR R & XA OEMEFEFOA (KA 4 )
DEFEICARFRBEICEED, NFrEmbEF TRrbmREEICRDIE LD
2, TNHHOBEBIZ L A2IEB OO FRE NP OEENDIE EXA 4
VIRENBOTAIEMER _EEAEKRKTSH. < Dau A RELL, b
DbiFZonEMER L OEEMIL, 2o _HEOEEICRESEESN
L., BR_OEBENREIZODRFNELTHERLOA T REN LA
L, PHREIZRA A AT U RENEZHEST IR FREIZIRELED X
N 2R ANBALT D, T OFEMEAAERITR &M OEN & T
RO A A VRENEER T A =R LRD.

(3) % DLVO #EHi#

FUEITEPEA] 70 ERLF R ECWAE L2y FEIC X 2SRRI E D
REERTHD. KRBT, A FVORBEL TWDENRKFR L LD
mNTe o, KA RIS BRI F IR T vy v xV X — 13BN, R
TRICHHTD. RFRONS VT /R A2 EDSEICIE, BRIF
TiEe <, YEHNFRNCEL2LZEMBENTH S.

1.6 CNT o8B EEMEHITBIT S CNTOXXN—ab— g v

CNT #7727 R%, EROEEMERFZIWMLIEES LD M
DTHLBEORMENLEBEMEEZME5TE5 0. ZHIZCNT OAFT 55
WEEBEMEEHWT AT N2 DO TH L. EEMEOIHELIL CNT
DOEfE, ThbbR—alb—va VIZEFELTED, CNT Oy hU—
J HEBETETNITVED CNT IR THRZEOHEREZ BB KD & & I,
kX L7y CNT IIEN L OEBERBANZYFECTE S, LTI
NR—alb—va VHEHOMEEZBRRL L LB, CNTOXY NT—
ik O BEAE O HFIE & R 7.

16.1 X—al—3rg B3 0

—WRICT X LN L TEERMICME PO OB REINGD L
XICFNODBEEMICORNYNELDEEZD L, ORNBY N—=a
L= FEFE)L TN E D BZ ko TEOR &MY 5 2 &2 T

18



e
e

X, OBV FOERNLROMEOEEBGET H LN TE S, N
—alb—a U HE (Percolatlon Theory) &1L, 2O L H 7 >R vIic Xk
ST END T TAX—DRFTCELTL T TAX—DOFEMNED X
INCHRDOMEIZKMT 50257 TH VY, D. Stauffer 512X > T
st St T B WAS T O MR S 2 2 T TRE R SN T
BY, K2, SERREESHMEIOWYETORETFEGINZ .
HOHFEFIIRKRERBELTORZKLTRAN, TORAOK - ROKRE L IT4
SHMSLNZ, MENL p TT U X AIZ(HT)HAINLTWVWDH EX, ZOoHF X
MK%L&%%ﬁ®%iDfﬁﬁéhéﬁﬁx&—%ﬂ%&#éﬁ&
%%4%N~:v~yay&w5 — 5, R E BRI ER TR T RS
Waitg e LEEaIERy RX—aL—v 32095, Fig. 1-7 2% A
f—zaL—Y a3 BIORRYyRR—aL—2 a3 v oEXKERT.
NR—alb— g VEBICBWTE, N—a2 L — T 575 2AF%Z—211
EOEHBE LD DIRE po DEHFETRBIN D N—alb —2a VA
DR THLIMHABZENEETHY, TOHIE TOFRDORMEDZELI K
LSBT D, FOLEDOEELNN—aL— g VBEpe &V D . FFE
BrIZBWT, N—al—va VHEELREREOEN -EOMERT
FENHOLNTEY, ZOfEIF 045 (%) 0.16 (=RiL) BETH DH.
RO —a b —a CORE Ve & L TiE, Ve=0.42 (Z%ot)
Ve=0.16 (=% iL) OEREGLATEY, T O OEIFRWHEEZRL T
AV
NR—alb—ya %, FrEEOFRESCREICLY N—alL—Ta v
HEENENT D0, 7407 —DBK, R&EZ, TAXT M, EIRIZ
R TOR 1 OPERAERE, B X2 BICESVWIEE L OBR®IZ XL
STHAELZT 7a—F2HOTHA SR TWS D7 f 2 13k 7[R+ o
BEMRES VB, MITOT7 227 FERE VWA TIL, S—a L —
varBEANSLS R, AR rRETCOHEEBEENEE D.

1.6.2 BEREEICEHIT I RN—alL—va VER
CNT O L5 EEMER FE2HWTEEEEORIF T N—alL— g

HEmTHmBEN, kA TEEIR D .

o=0,(p-pc) (1-4)
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L, ZOFERE MWCNT/HR U ~—F D MWCNT D45 Hek e 2 35 <,
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CNT-~ FVU v 7 2 OMEER O BEEMEZHE L TW5D 3. Z. Kovacs
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Fig. 1-4 Schematic illustration of spark plasma sintering.
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Fig.1-5 Schematic illustration of bead milling.
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Fig. 1-6 Schematic illustrations of potential energy (a)stable state,

(b) critical aggregation and (c) aggregational state’.
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Fig. 1-7 Examples of connections by (a)site percolation and (b)bond
percolation.
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T MR, MR 97.0 %) &, MK 100gicxf L C40 ml D> 7 o ~FH
(R R T MM, M 995 W) A IAME & L CHicmzx ¢, BL
Lz, ZoHIcHERTZIRBEREERAL, HEICERNERED X9
T THEB LN~ ML —F —THMEA LTy 7 a~XH %
ARFESET. +olCwiE L%, BB E 250um O F 1 v /42 Hn T
AR L CERL L 7.
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

2.2.3 k¥

d15mm H L< X 35mmx45mm OWNEY NEBEHEEED AT L Al
SRNCTHRIEHORBE SN 7 mm 225 k) @b Rz FEL, —
il 5 T4 ()~ v~ — %, MP-500H) % A \» T 50 MPa @ J£ 71 C 15 % M i JE
LTk B L. BonizmBEERoAazZEBRy Lk, e=—18o
WRICEEHALL. 2hamBfKENEEE (=X —2—3 27 AK
#l CPA-50)% F T 200 MPa @ [+ /3T 60 R+ L T CIP B L 7=.

2.2.4 BiRg

WRIERICEEND HEHEDERET H-DIEHEZ{T>7. 223 THDL
NIZRIBEEREZ Z T L ARAR — MW RT, BREBEBLKIFNICHEAL .
ZDOELEEXDORIR T T A% Fig. 231273, 2070l T LIS T
FIE L, 40 I/min © 225 & 0%, 250°C, 3 h TREF L 7=, & 512 500°C, 3
h k522 LICEOVMIELL. BONTMERDODEREIES 2~ A7
BA—Z Iy Fa® S~ A—Z)THEL, KEAKREES
ELEE TS AT KRR (MR S R T B, AEG-120) THE & L, WAUT X v ElE
R 2 HJ L.

D, =5 (2-1)

2T riE B AR, IR IRIE &, WA R B &, Dy (3 pF %
EThHs.

2.2.5 BERR

BERE B OERICIIZEMEIEF (8 LEE LERR, ~AM <L T
5000)% M\ 7. B — R D 5 51F 0 RN RS BE RS 8L D 2% FLE SisNg
L2013 %, EHICEONMICHEEE SisN, 20 F2RE L. @EE
SisNg 2 2IEN D SisNg Bl D EITHARIA Z &\ T R EBER (LT GPS)
4T - 7=. GPS (3 @ IRE 1600~1750°C, FREFREM 2 BF[#, 0.9MPa N,
PO TITo72. BERFFOFIE 70 7 7 4 L% 1700°C, 2 B {5+ %
Bz Fig. 2-4 12779 . 1200°C & TIXEZE T TH 20°C/min @ -3 & T
R L, 1200°C T 4 U/min O ET N #EALHBD, K&SREET
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

10°C/min CTHIE L7=. ATEDREFFFMZII=EEE CERKM L. I
A JEBERE %, 1700°C, 100MPa, N, ZPHA T C 1 WFRE AR £F O S T 2L M %%
FMECLT HIP)ALEL L 7=,

2.2.6 WFH - SEmEHFE

VEAFEIEEMR T > ) =7 U v B SG-A5FIT H) & v T, BERE
BORBHCHIEIIM LA L. 2Ly MRORBRA 2 8KIZY v 7 AT
BEEL, RBMEE 140 BB LN 400 FD X A ¥ FIKAZ W TH
HlL7=. BOREBR A ICHOWTIE, MIBES 3 mm 24 b &k 5ok
& B ICHEE L7z, BFA R, kR BT AlLbOstlia U v 7 A TREE L,
S HIIZED LICHAEI L 7eRBZFRIC L CHEE L. £Dk, £ oRE
ZEFICLTEEL, =20 ORBRADIE 4 mm IR X514 A4Y
T ROy —THHH L.

HEI % OREHZ DWW T, © 7 2 v 7 A (Buehler %, Ecomet) %
WCEBHMBLEZ L7, B2 BICY v 7 ATHE, ALy
—ICHEBEEBEE L%, Kiff 15 um XA YT KFEST + 27
(Buehler 8, 15-6215)(Z & ¥ [Al#53# & 4 120 rpm, WFEEFREf 2 10~20 min
DE&METEHEREBORMBLEIT-7Z. Z 0%, WFE M X7 (Buehler H,
40-1112) I KiE 9 ym DO X A4 ¥ £ > FH% A2 ¥ 3 > (Buehler #,
40-6533) % Mg Z M fE 4 15 sec, MEZERFM 4 0.2sec & L THEFHE L7208 & [A
#5 3K FE & 120 rpm, HBFEERERD 2 40~60 min O 5k T — R BFEE 217\, Ik
(BT BE X 7 (Buehler #L, 40-7452)ICkKifk 6 ym D X A ¥ £ ¥ A2
3 »(Buehler #d, 40-6532) % "& 7% [ [ % 15 sec, "EFERFfH] & 0.2 sec & L
THEFE L 72N S AR E 4 120 rpm, HF EEEF[#] 2 40~60 min |2 T kK AF
PEZ AT o 1=, B 1% (ZHFEE 2% 7 (Buehler $, 40-8022) (2 KiFE 3 um D % A
Y& R¥ 22 3 (Buehler #, 40-6531) % M5 25 M b % 15 sec, M
Kifi] & 0.2 sec & L THEFE L7208 & [ B 1T 120 rpm, BFEEEER] I 40
~60 min O M4 TH: BT O EZ T WEm RIS T L.

227 =y Fr 7 0HE

SEM IZ X 2 EB R EITH 20, REOSERMERICT 7 X~
TyF U TN E L. =y F B TIL CRy B A& W72, SiaNg
bR ROy For 7L —FOEREZFIHL T, LR DB - 721%
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

BEABETAZLENTEXS. CR, 72 E SisNyg DA kAT RT.

SisNg + I12F — 3SiF4 + 2N, (2-2)

BT D SIFTHBEETH D Z 0o, SitbkeaEr =y T 7352 &
MNTED., TTRAYZyF U 7T T X~ 3210 AUEL S & (R % (R
Poem) % { FH L, £1F1% 100W, CF, & A 30 ml/min, ALFI;[E 120sec D &
fFlcCoy F U 7L 7.

2.2.8 FE{Mh
BN BEMKRIC L CHEXTEEORE, MR T, s
2, EER I HMHITRE, BERYE, By b — XM IOREEITo 7.

(1) Hx % EOHIE

TF AT ZIEICL Y, BERRE OB T D mE KO E 21T o T2
Z OB, SEETRAXEHWTRB L.

D, = X Oy (2-3)

ZZTDUEEERE, Wp T E &, Wy X5 KER, Wy lX/KHF EE, Pw
THIEREOKIETOKDOBETH A.

(2) B DR E

B BEREROBFEIIN T U726 LT, X REPEE @Y & 27 8 Multi
Flex\)Z W CHERSAE O R E 21T > 72, HIE S 1%, CuK, #, MK EE %
40 kV, EEI A 20 mA, Z AV v b % 0.15 mm, #iPH% 20 T 20°~70°
LT, AR DOREDIED DT — 2 X—2Ti%, BEKREITEEZE S
(JCPDS) ™ Inorganic Phases % i i L 7=.

(3) LB &
BONTEBEREZSEmIFE L%, A4 ARy X ) v 73 EHAR
B, JFC-1100) 2 HWTa RS2 L. 2D L DKM ERL 1.2
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

KV, BT 20 mA, fRFFIFR] 160 sec T4 2% 30 nm 75 < R JE CAOLEE L 7=, &
AR PEEE (A E AR, JISM-6390LV)Z HH W TER L72% > 7L 28
ZL7-. SEM Bl L FFIC = /U — 388 X #5Hr 25 & (Energy
Dispersive X-ray Spectrometer: EDS(H A7 - #H #, JED-2300)) % > Tt
R biTo 7.

(4) BEROHE

3x4x35mmikR A IZHRN—X NEBA L, Fig. 250 & 5 121 2 1F
ML, 2 E2T VAL T A =X —(BEEGT 7 =8,
MODEL2001 ¥ X % Hewlett Packard #, 34401A) & [H i %2 € b & P52 &
(BHKE T TEMR, PMC160-0.4A) % B¢ L 7=, E i WU £ CiX, &
iR & BB O BRIk P2 M T X 5. EERIIRXNCTHE LE.

oO=—X— (2-4)

I ToldEER VIidm T OEE, TN RN BT, a 13EEH
FE D 72 8 O b - i) BLEE, b (TR TH 5.

(5) HhiFIREE D RIE

SREtodh T RE A TR R (BEEETRE, -~ T 7
AG-X)Z H\WT 3 Sl RBRIc L v =B CTRHIEZIT- 2. JE XA MK
IZxt LT B ARLLEITW, SEHHEZ KD 72, 3 mldh (T iBRI%, B o~k
Z3x4x35mm, XHEMOA/NEI0mm, 7 7 ANy RAE— K% 0.5
mm/min & L, EHEFENEI N TWDIHEHES »EVE E L. S5
M E P b RNUC KV T R Eer 2B L 7.

3PL
~ 2bh?

Oy (2-5)

22T, Prid M E M B (N), b IEEER A OME(mm), h IZEB A OFE S (mm),
LIET@A S REMmM)THD. Fiz, 3 M ITRRAEAT > 8, 45k
[Z2WT SEM % H W Tk mifLfk O Bl 217 - 7=
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

(6) By —RAEI R OHERME Kic DHIE

ERERBR A OB R ICE v b — AR E R (I A RAEFT L, AVK-A)
DHAAXYELRIETEIEAL, JEIEOXMAKRE VT v 7 ORI %25
WECHET DI LI BELNTET —Z 25 JIS R1607 ([Z# U T
IF(Indentation Fracture)#:(Z X ¥ =il THERE R O AEESIME Kic OB H %217
ST FEITAREBHCR LT 5 AL EfTW, EHEEL KD, By —
AJEFJE AT EX 196 N, JEAREM X 10 sec & L7z, FEICEKRAITR
& % Nithara D V% Hvi-. 72, ¥ 7/ 3|1 2942 GPa & L7-.

(ch 4/ Ha’ j(H /)% =0.129(c/a) (2-6)

ZZ T, ¢IXEST0.082, EIX V> /= (Pa), HIZE v I — A (Pa), a
FEEOABROF5m), c T HEZOELHM)THL. 7L, By
N—AWEHIFI®RANTERIND. PIIHIAMEN)TH 5.

H=1.854( P J (2-7)

(2a)

23 ERERLEBER
2.3.1 HXEE

Fig. 2-6~Fig. 2-8 |T45 D AL 7Z BERE 1K D KA A IZ 31T 5 FE x5 & & GPS
BeR IR EE 3 LY CNT ImINE O BEfR 2 ~9. GPS ZOREHIW T LD
A, BERCGMICB W T HMXHEE 90%LL OB iR TH D Z LA
MR &7z, HIP LEBIZIT W T ORE ORI E S GPS % & i L
Tl bk U7z, GPS BEAIR L D EH TRV, tHxF & EiT kB deaam kL7,
L22L, WEROMEEIZEB W TEH CNT OFRMIC K Y, 1750°C BE AL O BEfE
1% 1700°C BERL DO b D L LN THAHEENK TS oMM E R L. £
72, CNT i E O > TH, FHBENET L. CNT 2 RHM T
H D SisNg DRLABE ZIEHI L TWBET=D, ElNEEINTLZ & &,
BRTO CNT & SigNg EDORISIZE Y CNT BEER LD EEZL LN
% .
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

2.3.2 HEERAE

Fig. 2-9~Fig. 2-12 |245 b 72 BERS K D GPS #% & HIP % ® XRD 7' 1 7
7 A4 /Lr73 . GPS ?’ﬁ@nfwr BT, 5HOT 52 Tl 340 o Bl IR B
WT b a-SigNyg, f-SisNg, c-HfO, O v'— 7 N R &7z, 1.5H3.5T & Tl
WD BERRIEE BV T B-SisNg, ¢-HfO,, TiN @ B — 7 BNHEFR S i,
1650°C DL FIZEB W T B-SigNy 7217 T2 < a-SisNg D ¥ — 7 H R S iz,
F72, HIP ORBHZEB W T, SHOT A CIEHWIT N OBERIBEIZB W TDH
a-SizNy, f-SisNg, c-HfO, O B — 7 RN S 7=, 1L.5H3.5T A Tl W3 o
BERIRFEIZ B W T B B-SisNg, c-HfO,, TIN O ¥ — 7 NHEsR S 7=, Fig.
2-13 |2 5HOT &8 L O 1.5H3.5T RO K BERIRE BT D GPS #ik kD
B-SisNys B A2~ 3. BERKIRE OIK T3 LTV CNT ORI &E O 1
W, B-SBNg B RN TR - TNDHZ ERMER IR, 2 OBEIEHRIC
IO PFROLNEZZENES, CNTN SisN, D a-fHHEEE ZME L= D & &
ZHhb.

2.3.3 S

Fig. 2-16 (2B b N7 BERS K Ot © SEM B H %2 79, CNT ORI
FOVRONDIAWVWTF 2a—T7WROKL N CNT ThdHEEZLNSD. &l
BERLZ b ZHIEAFEL TWVWDL T ERMRTE . EICBlZE IS5 CNT
IZCNTIRIMEOE N E & LI L 7=, % 72,5H0T 52 ® CNT-1.0 wt%ik
BE(Fig. 2-16(c))?D J5 7% 1.5H3.5T &2 ® CNT-1.0 wt%iA £H(Fig. 2-16(d)) XL v
H %< OCNT BREEINT. S5, CNTIRMEDO BN, K%
FERBL DD LTV D Z L bR STz,

Fig. 2-17 (24 GPS Btk I 12 31T 5 5HOT 5% @ CNT-1.0 wt% st £t o fif
O SEMEBEE Z m 3 M3 K<, W B0 LA A 6 iz 1600,
1650°C THER L7 E L & T, WIhoREHZB W TH FERIRE I X
5L D CNT BRI T-.

Fig. 2-18 (24 GPS Bt AR 12 31T 5 5HOT & CNT-1.0 wt%al £t o> 7
AvxTyF L 7HDO SEM BEEEZ7RT. WTILOFEAMREIZE T HK
MTH— MG EZ R L THE Y, GPS BERIEFEIC L 2 WA E~ 0 %8
e sz inolo. £72, EDS #Hr L 0 Wk 1L ¢c-HfO, Th - 7-.
1600°C BE ki d & Y 1750°C Bl Bl 2 el 4 2 &, BERRKIR EE O B A7 12
VY, c-HFO, BRI R L TV D Z & 23R S vz, (Fig. 2-19)
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IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

Fig. 2-20 (245 CNT RN & 12 ¥ 1) 5 1.5H3.5T & 1750°C ek Bt D 7 5
A~vxTyF U 7HDSEMEREZ/RT. CNTIRMEOHEME & H12,CNT
DHERITHEWER LK ILBBIE S Lz, £ 72,8-SisNg HRBL 1 D IR
ETEIL CNT N EICIKF L TR T D2 2 RSN, Thvb %
EEMIZELZT D728, 1750°C BEAK L 72 BERE 1K O SEM 5 = (T B {4 AL 71 4
i L, kL5 %ﬁ%%k&bt.

Fig. 2-21 1215 TR fE A Z 3. CNT RN O FEFHT B-SigN,g 1
Jjﬂu%ﬁ:iﬁﬁ I HEZELTWDLOIZR LT, CNT & 0.5wt%isin L 7=
BTk E N 2Eicmil STz, 2 LT CNT & 1.0wt%ik
MUT=5E1F, BESHAIIANA T =X ERD, M K7 B-SisNg KL 723 5
FELCTWiz. ZHUIE CNT S o 50N B — R E 3 S 2 0, FEIRkL
FNFEE L= DIK L, CNT 0.5 Wt%#s i o 3kt TIT ki RICHEAET S
CNT R A OB ENE 2K F S CTRREZIE LT\ izzd, Ko/
SRR FDELBEINTELDOEEZX LS. —F, CNT LOWt% RN D
B TUE B-SigNy DRLAL R 1E a-SigNy 20 & DAL L bR 2 B R T 5
VBN S H DY, CNT AN L0 WE G S e/ R, Mo X5 i
HEEBRE LD MRS NS.

234 WMEBEPHME K. BLIPEY I—RBEX

Fig. 2-22 1215 D AV To BERS K O MBI ME 2 7R 3. Al 80 M 13 BE Rl R 2
1600, 1700, 1750°C ® & EHZ BV T CNT 0.5 Wt Hs I F 12 % K Dl % 7= L,
%M%MIE 7.1,7.8,7,5 Td - 7=.Fig. 2-23 ICAZ D SEM B H % 7~ .
B DOHERE Y SEM TBIE L7 L 2 A, CNT 0.5 wtik iMoo R EHZ B W T
BHUDOEBEN L RONTET0, ZORENEIC L 0 AEERMENE <
ST-bDEEZLND.

F72, CNT ImMEAE O HBZ XL Y, 2 < O CNT BNk 5 EE
OCHL TV DNBIERIND Z LD, 5l T2 R i@rﬁ

FizHEHELTWD EEZ BN 5. — 7, CNTL.OWt% RN T I3 AR &5 FE 3 K
TT 27D 5 EHITIRBLOEBH RIS CNT OfRUAAEIZ X
é?ﬁ%ﬁ%ﬁ%%ﬁﬂé%fﬁ%?éﬁf:&%i HiLh.

Fig. 2-24 IZf DN BB R O y I — A S 2R 7. By I — A S
ib\?‘h@k}ﬁﬁk{mf BWTH, CNT IR OB, BT T
HEMMNME S, Tt 2.3.3 Hi TR LKL OB I EE S FE &
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BKTFBIOMEECEKGFTIODODEEZZOND.

2.3.5 @ﬁ?ﬁﬁ*

Fig. 2-25 IZf5 B VT2 BEAS IR O Bl 1T SR EE 2 7R 7. BHOT SR IR VW E B IR
Y E @wﬁa FERE &~ L7, BERLIEE 1600°C Tik, CNT SN o BE
fE K T 1068 MPa, CNT ¥R 0.5 wt% D BEFE A T, 952 MPa @ & W il 1
BRE & x L7z, OHS5T SRITXBERIEE 1600°C TiX CNT IR o BEfE KT
1066 MPa, CNT il 0.5 wt% d BEfS 4 T 866 MPa @ ifi 17 7 & 4 7R L,
SHOT 2D 3@ Wi P s 2 or U 7. [6 Bk o 8 1\ 13 e s IR 2 1650,
1700°C O FEfE A O MIFME L Aoz, ZTh XV, HfO, KR T O
EALZRET HREMAEBA E L THEDTHY, CNT BB A FET
v 7 ADBEMEREEZR LS5 LB X HvD . HFO, 23 ik F A £ O i i
btz mbSEsrt@EsnTnD Mo LaeEETsL, 2okon
Rt o\ Bix HFO, WIKIBEERE 2 MRE L2 & &, RE|EMEEH D
KXWHIO, WM CNT 2 HIE CORIEMOLRE LT Z EICERT LI EEZD
5.

1.5H3.5T F (X CNT RN TIE, HepkiREE 1700, 1750°C D BEREIK & 12
1000 MPa UL LD @ Wi EE A2k L7z, LA L, CNT IRANTE A 0.5 wt%HE N
THIWZONT, iFME LB LK% 100 MPa 32K F L7=. Z ik CNT 2
BERBEBICBW TR HMAZEZ LRI AR T 5720, CNT O EE
X CNT Ak O BN IEER E 25 7-d E 2 b5, £/, OHST %
23 CNT #s/n&: 0.5 wt%, 1.0 wt% & % 1600°C ¢ 800 MPa LL & o i (F 5# fE
Z/RLTWDOIH L, 1.5H3.5T 5% @7 EHE 1600°C Tix CNT iRINE 1.0
wt%d H D 75 602 MPa H&%ﬁ-:r;fzbof:. Be Rk 1L E 1750°C 1238 W\ T,
1.5H3.5T & 7% CNT ¥R IN& 0.5 wt%, 1.0 wt%Z L ZFHJEC 985 Mpa, 814
MPa & OH5T &2 X 100 MPa £2 & W il P 58 2 o” L 7=,

2.3.6 %*%"33

Fig. 2-26 (218 BT BERS R O EE R %2 /r 4. 5HOT R 1%L CNT Il = 0.5,
1.0 wt% & k}ﬁﬁkymf 1600°C & W H KR 6 Z L FHEIZ 10 S/m, 59
SIm& EWEBREZR L. X L TOHST R IL CNT @& 0.5 wt%
TITBERIRE IC L B FHERAETH 7=, CNTIRIME 1.0 wt% D FEfs & T
X, BERRIRE O EH & & HICEBROME LM L2, BERIEE 1700°C
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DL EXIWTRLERKMES 17S/m & SHOT 2D 13 REOE TH-7=. F
7z, 1.5H3.5T 5%, OH5T % & b IZHERMIRE O EF IV, EEREN M LT
Zﬂfﬁmﬁﬁ%m‘:. CNT RN 1.0 wt% D 3K TiX, 1700°C BERK D & &
ICHEERITIRERERY, FNFNEIC 48 SIm, 17 SImDfEE R LT-. F
72, OH5T R TIi, 0.5wWt%® CNTIRME TIXIZ & A EERDIILT M
KTdHo=dizxt L, 1.5H3.5T % TI& 1600°C T 0.15 S/m, 1700°C T 4.1
S/m OEER LR L. 5HOT #ix 1.5H3.5T %, OH5T 2 L v &, KiR

OEWEEREZ/R L. 2T HFO IR 28 TiO, IR IR otM)fEE{

LEEAT D EICED, CNT BELEHFLIELHEEZEILND.
1750°C ThERK L 725l OB E R D E2S, 1700°C THRL L 725kt o b o &
D HAR VDL, Fig. 2-7~Fig. 2-9 (2R L72 K 9 ICTH RN CNT Ok

LD T ZLICERTLAZbDOTHLEEZXLND.

WIZ CNT % 0.1 wt% 9" 2% L, 1750°C THERK L 7= 1.5H3.5T % O EE
F A Fig. 2-27 12k L7z, HEBERI CNTIRMEOHEMIZE b WnmE EL
7o F72 HIO MR DB D DER D TiO iMFZDO S D XV & &
EERERLE., 20O 0D, HIO, 2 & il HIXERIE» S Bt 4+ 5
ZEIZEoT, mIETO CNT ORSCHEZIMGI T o&H L R~T 2 &
DA GMNER ST 70, HIO, ISR TOHFEEFRBEL D7D O CNT i1
BEORMMITE X% 0.3 wt%(0.5vol%n) TH - 7=.

EER L MR OB A Fig. 2-28 12, 1600°C BERkic B 1 B &Mk
EDOMKEEE, #hiF R, HEER%Z Table 2-112F L H7z. Tk, K
28 CLLEE U 7o W C SHOT B EER L P ME O WL K bW &
NHER I T,

2.4 fE=

AFECIHERIRBER BIAI & L C HFO, Z s L 7= CNT 43k S|3N4JZ7 <
v AEERL, ZOBRN BB EEOFMEIT o2, T OMKE, 1
KD TiO AR & lg LT, AFETHWIZ HFO, #N% T i‘%b\%ﬁﬁ?
EERORB NGO, F2, K VKR TORERIC X% CNT 4 # SisN,
vt I I v AOERLR AT L Z A, 1600°C TORERRIZ L v % TEw
HEMNEZATDHCNT H SN ET I v 7 A2 ERITCE5 2 L2 /AL
7.

47



2
IR BEREBhAI & L€ HfO2 & FHV = CNT 208 SisNe 7 2 v 7 2D & EE R

2% Uk

1) H. Li, K. Komeya, J. Tatami, T. Meguro, Y. Chiba and M. Komatsu, J.
Ceram. Soc. Jpn., 109 [4], 342-346 (2001).

2) D. Horikawa, J. Tatami, T. Wakihara, K. Komeya and T. Meguro, Key Eng.
Mater., 403, 35-38 (2009).

3) S. Shimada and T. Sato, Carbon, 40 2469-2475 (2002).

4) S. Shimada and T. Aketo, J. Am. Ceram. Soc., 88 [4] 845-849 (2005).

5) J. Tatami, M. Toyama, K. Noguchi, K. Komeya, T. Meguro and M.
Komatsu, Key Eng. Mater., 247, 83-86 (2003).

6) K. Niihara, R. Morena and D. P. H. Hasselman, J. Mater. Sci. Lett., 13-16
(1982).

48



2
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4 N
Raw powder CNT
SizNy, Y,05, ALO;, L 0.5, 1.0 wt% )
AIN, TiO,, HfO,
4 Q. . '
Ultrasonication

L 20 min, in ethanol )
L ] L ] 1

Ball milling
110 rpm, 48 h y
o '

Granulating
Paraffin, DOP, 250um mesh )
gy i

Molding

Uniaxial Press: 50 MPa, CIP: 200 MPa )
[ ] [ ] -‘

Calcination
250°C, 3 h in air — 500°C, 3 h in air )
L] L] N

Firing
GPS: 1600, 1650, 1700, 1750°C, 10°C / min, 2 h, 0.9 MPa in N,
HIP: 1700°C, 1 h, 100 MPa in N, Y,
v v N\
Characterization
Density, XRD, SEM, Electrical conductivity,

Bending strength, Fracture toughness, Vickers hardness  J

Fig. 2-1 Flow chart of experimental procedure.
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RIEBERSBIA & L C HfO2 & IV 7= CNT 0#it SisNa & 7 X v 7 20 @i E Rk

SizN, AIN
Ube Co. Ltd., Japan Tokuyama Co.,
SN-E10 Japan
Purity: >98 % F grade
Average particle Purity: >98 %
size: 0.6 um Average particle
size: 1.29 pm
Y05 HIO,
Shinetsu Chemical Koujundo Chemical
Co., Japan Lab. Co., Japan
RU-P Purity: >98 %
Purity: >99.9 % Average particle
Average particle size: 0.2 pm
size: 1.1 pm
ALO; TiO,
Sumitomo Chemical Sakai Chemical Co.,
Co., Japan Japan
AKP-30 R-11-P
Purity: >99.9 % Purity: >95 %
Average particle Average particle
size: 0.38 pm size: 0.18 pm
CNT
Ube Co. Ltd., Japan
VGCFs
Length: 6 um
Diameter: 60 nm

Fig. 2-2 Characteristics and SEM images of the raw powders.
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Fig. 2-3 Firing profile for calcination of the samples.
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Vacuum! N, (0.9MPa)

Temperature / °C

Fig. 2-4 Firing profile for gas pressure sintering of the samples.
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5C

Width: 4 mm

/4
Thickness: 3 mm

Terminal spacing: 1 cm

[ 1 Electrode silver paste

Fig. 2-5 Schematic illustration of 4-terminal method to measure
electrical conductivity.
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(@) 100
X
B
= 95
.-
>
g= —@—CNT 0wt%
%’ —A—CNTO0.5wt%
a7 90 | —I—ICNTI.OW’E

1600 1650 1700 1750
GPS temperature / °C

(b) 100%
N
B
2 95
(P
o L
Q —O—CNT Owt%
= —5—CNTO0.5wt%
E i — —CNT1.0wt%

1600 1650 1700 1750

GPS temperature / °C

Fig. 2-6 Relative densities of CNT-dispersed SizN4 ceramics
(sample 5HOT) after (a)GPS and (b)HIP.
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(a) 100
—@
N
B
2 ]
B —8—CNT 0wt%
= —4&—CNTO0.5wt%
= _ —B—CNT1.0wt%
¢ 0L L
1600 1650 1700 1750

GPS temperature / °C

(b) 100

P
{ |
AN
> |
Z 95l
(D]
—O -
0 —O—CNT 0wt%
g= ——CNTO0.5wt%
<o I — H—CNTI.0wt%
Cdgo....l....l....
1600 1650 1700 1750

GPS temperature / °C

Fig. 2-7 Relative densities of CNT-dispersed SizN4 ceramics
(samplel.5H3.5T) after (a)GPS and (b)HIP.
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(a)

(b)

Relative density / %

Relative density / %

100
—@
95+

| —@—CNT Owt%

—A—CNT 0.5wt%
—l—CNT 1.0wt%
90 ey
1600 1650 1700 1750
GPS temperature / °C
100
95 +
—O—CNT Owt%
——CNT 0.5wt%

i —(—CNT 1.0wt%
90. P T T S S R S R
1600 1650 1700 1750

GPS temperature / °C

Fig. 2-8 Relative densities of CNT-dispersed SizN, ceramics
(sample OH5T) after (a)GPS and (b)HIP.
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(a) T .| T T T T o (b) T T T .
o1 & CNT 1.0 wt% e o ONTI1.0wt%
1 @ (o] ® 1 [}
; © @ ° ® ® | [e } OO. ° .0 -] ® ® b ..0
Z lM!” 05wt% | Z l F 0.5 W%
32 5}
0 wt% I I 0 wt%

20 30 40 50 60 20 30 40 50 60

20 / degree 20/ degree
O e e TNt roww | @D [ e e ONT 10w
\ [~ ] e
- N 2 < o.|o u® %.],ro SII .h"o
i >
1 I ' 0 wt% - I 0 wt%
J A A Au A l L A Jt ALA A
20 30 40 50 60 20 30 40 50 60

20 / degree 20 / degree
© o-SisNy

@ p-SiN;
B a0

Fig. 2-9 XRD profiles of CNT-dispersed SizN4 ceramics fired at
(a)1600°C, (b)1650°C, (c)1700°C and (d)1750°C after
GPS (sample 5HOT).
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AL,

0 wt%

Al

AN

20

40
20/ degree

50 60

ee CNT 1.0 wt%

o

J_JL.AMU_X_MJ_M
0.5 wt%

_J_LN_U,UL__.M

I JLLU o

"

m° |o ee

0 wt%

al

A

30 40

20 / degree

50 60

@ o-SisNy
@ p-Si:N:
B HO:

Fig. 2-10 XRD profiles of CNT-dispersed SizN4 ceramics fired at
(c)1700°C and (d)1750°C after

(a)1600°C,
HIP (sample 5HOT).

(b)1650°

C,
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@ T T Je ONT1.0wt% | ®] "7 °® ONT 1.0 wi%
® @ @
| o | Jme QJ © 10 o® o4
oy N 0.5 wt%
§ .% '_JvJLMJULLJJL—_J\JJ—AJ
RS £ 0 wt%
LJL.UJ\_L.AAA ui A | J{ A A_A__}L A

20 30 40 50 60 20 30 40 50 60

20/ degree 20/ degree
© | o of CNT1Ow% | D[ "o " e® NT1.0wt%
° ° o ° o o
o m e e 2o h od L L= Jlede ¢ re
> J_j 0.5wt% | 2 0.5 wt%
R7) =
5 | W N S R I W S
= L Owt% | = 0 wt%
lJ LAA.A J\A}[ A 1 JL JLJ\AAA ALJ\
20 30 40 50 60 20 30 40 50 60
20/ degree 20/ degree
O ol-Si3Ny
@ B-SiN:
. C-HfOz
¢ TN

Fig. 2-11 XRD profiles of CNT-dispersed SizN4 ceramics fired at
(a)1600°C, (b)1650°C, (c)1700°C and (d)1750°C after
GPS (sample 1.5H3.5T).
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@[ g o0 CNTLOW% | ®] "9 7 & CNT1.0wt%
L e ° ® | T | a e |° e I °
SBELE )T TN Y LS .
z 0.5wt% | & 0.5 wtvo
= ’ )
<)
< [ L_'___JL Y § _.L_JL..«._JLJL__A_A}\__A_A_L_J\._-
0wt% | = 0 wt%
l J l_JLAL AJ\}L A JL yi\ JULAL A,\JL A
20 30 40 50 60 20 30 40 50 60
20/ degree 20 / degree
(c) o % (NT1O0wt% || o ‘I CNT 1.0 wi%
° ¢ ® °
LT dm dkeue oo % [ LAt ALef eof 2
2 l 0.5wt% | 2 0.5 wt%
% A LJK;\AA AAJ A § l L JL AJ\A nAJ A
k= J 0wt% | £ 0 wt%
I U R [ U S S
20 30 40 50 60 20 30 40 50 60
20 / degree 20/ degree
. B-Si3N4
B c-HO:
& TiN

Fig. 2-12 XRD profiles of CNT-dispersed SizN,4 ceramics fired at
(a)1600°C, (b)1650°C, (c)1700°C and (d)1750°C after HIP
(sample 1.5H3.5T).
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100

B-Si;N, content rate / %

60
= Owt% CNT .
—A— (0. 5wt% CNT
40F — | Owt% CNT -
1600 1650 1700 1750
GPS temperature / °C
(b).c 100 o
P
= i
5
“g _
2 —®— () wt% CNT
Z. 70 —A— (.5 wt% CNT
= —8— 1.0 wt% CNT
c1160...|....|....
1600 1650 1700 1750

GPS temperature / °C

Fig. 2-13 Relationship between B-SizN4 content and GPS
temperature of CNT-dispersed SisN4 ceramics after GPS
(a)5HOT and (b)1.5H3.5T.
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Fig. 2-14 SEM images of fracture surface of CNT-dispersed SizN4
ceramics fired at 1750°C with (a)0, (b)0.5, (c)1.0wt%
CNTs (sample 5HOT) and (d)1.0 wt% CNTs (sample
1.5H3.5T).
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Fig. 2-15 SEM images of fracture surface of CNT-dispersed SizNy
ceramics with 1.0 wt% CNTs fired at (a)1600, (b)1650,
(c)1700 and (d)1750°C (sample 5HOT).
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Fig. 2-16 SEM images of plasma-etched surface of CNT-dispersed
SizN4 ceramics with 1.0 wt% CNTs fired at (a)1600,
(b)1650, (c)1700 and (d)1750°C (sample 5HOT).
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Fig. 2-17 EDS analysis of fracture surface of 1.0 wt% of
CNT-dispersed SizN4 ceramics fired at (a)1600 and
(b)1750°C (sample 5HOT).
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Fig. 2-18 SEM images of plasma-etched surfaces of CNT-dispersed
SizNy4 ceramics with (a)0, (b)0.5 and (c)1.0wt% CNT fired
at 1750°C (sample 1.5H3.5T).
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z 40t
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= 20 L —— CNT 0.5wt%

= _ —— CNT 1.0wt%
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0 0.5 1 1.5
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Fig. 2-19 Grain size distribution of CNT-dispersed SizN4 ceramics
fired at 1750°C (sample 1.5H3.5T).
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oo

—
—®—1600°C
—*—1650°C
—#— 1700°C|
< 1750°C

0 02 04 06 08 1
CNT contents / wt%

Fracture toughness / MPam!/2
~J

Fig. 2-20 Fracture toughness of CNT-dispersed SisN4 ceramics
(sample 1.5H3.5T).
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Fig. 2-21 SEM images of cracks on plasma-etched surface of
CNT-dispersed SizN4 ceramics with CNT (a)0Owt%,
(b)0.5wt% (sample 1.5H3.5T).
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[
N

- —o— 1600°C
- —A— 1650°C
| —=—1700°C
| ——1750°C

1 l

A | | |
140 0.2 0.4 0.6 0.8 1
CNT contents / wt%

14.5
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Fig. 2-22 Vickers hardness of CNT-dispersed SisN4 ceramics
(sample 1.5H3.5T).
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—€—5HOT CNT 0 wt%
—A—5HOT CNT 0.5wt%
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GPS temperature / °C
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(b) :G T T T ' '
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=
o11]
5 800
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S 600 —A—].5H3.5T CNT 0.5 wt%]
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Fig. 2-23 Bending strength of CNT-dispersed SizN4 ceramics
(a)5HOT, (b)1.5H3.5T and (c)OH5T.
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Fig. 2-24 Electrical conductivity of CNT-dispersed SizN4 ceramics
(a)5HOT, (b)1.5H3.5T, and (c)OH5T.
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Electrical conductivity / Sm
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0 0.5 1

CNT contents / wt%

Fig. 2-25 Electrical conductivity of CNT-dispersed SizN4 ceramics
(sample 5HOT, 1.5H3.5T and OH5T).
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Fig. 2-26 Relationship between electrical conductivity and bending
strength of CNT-dispersed SizN4 ceramics.
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Table 2-1 Properties of CNT-dispersed SizN4 ceramics fabricated by
various composite fired at 1600°C.

CNT Relative | Bending Electrical
Composite | content density strength | conductivity
(Wt%) (%) (MPa) (S/m)
0 99.9 1068 -
SHOT 0.5 99.5 953 10
1.0 93.8 719 59
0 98.7 882 -
1.5H3.5T 0.5 98.6 871 0.5
1.0 97.4 602 42
0 98.1 1066 -
OHST 0.5 98.5 866 ](lf"l‘i)"‘ff)r
1.0 98.2 849 2.9
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CNT OB — 48 LICE S CNTH# SisNe BT I v 7 A0 EEEA

3.1 ¥#F
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HLHOMZI L. %> TCNT OB SizsNg T 2 v 7 ADEREALD =D
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I VN kY CNT 0¥ b2y, ZhEfETRHLEKER
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Fig. 3-1 (2, CNT o # A7V —ffflo 7 v —F ¥ — F &/ 7. CNT &
BAZ7 ) —0fflx, E—XI V(T IHY - Ty AT v 7B Mini
Cer)Z HHOWTHLEE L 7=, 2O E—XI L&EHWTCNT OFREHEEL -
FE,CNT 2P — 8 TE 52 & Yoshio bl Lo THEEINT
W5 D, CNT IZRTE FAEICE AR 60 nm, £ &4 6 um @ MWCNT (R Fn
BLEEL VGCFs) & Wiz, Witz = ¥ / — & f iz, SEANcIE
NFF BB EHNTHDLy T8 250 ORY =F LA I 2 (B B A il i
#l, =R 2 SP-103)(BL F PENZ A L 7-.

%9, 400g(# 500mN D =X J —)L & PEl ZE— X I VNI A LT,
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LT 4wWHHFEL, Zhad 0@l ThHroial e LT 2wt%d
DOP(7 Z VB B A (2- F )L~ /L), Tkl 38 T % R B, ol 5

77



%33
CNT D¥) 48kl #-5< CNT #k SisNa & 7 X v 7 A0 @51k

97.0 %) &, ¥k 100g (25 L T 40 ml @ 7 o~ H o (Fnt il 3 T 2
BOME: 095 %) AAEME LCHICA T, B<HEBLE. ZoFICHL
NERAMEEZRANL, WEICWBENRERED L5 ICRETHEL L 20
by e —Z—TMALTCYZa~dHh o 2REIEL. +oICE
ML 7=, ABEE 250um O F o o 8 A2 WV Cal g Lk L 7.

3.2.3 B

$15mm & L < X 35 mmx45 mm ONIE D DEHEAS SO AT > L A4
AN CHRIIBZORBIE SN 7 mm 12725 X5 @R M EZME L, il
% T H% (B~ v b — 8L MP-500H) % F VT 50 MPa @ [£ /] T 15 PRI InJE L
Tk L. Son-mERoAaZ R LI-#%, t=— 18R
WCHEZEHALZ. 2 e GBS KENEEE(C X —o— 3 27 AR,
CPA-50) % A \»T 200 MPa @ J+ /) T 60 & JnJ= L T CIP ¥ L 7=.

3.2.4 Bifg

MIERICE END G ERET HEOICHIEEZIT-72.3.23 THDL
NEERIBEEZ 2T L ABR— MR T, BIREBLAFNICHEH AL .
IOEEOHIBE T 7T AFEiE L EE(Fig.2-3)ThHhDLH. ZoTu s T
LIZHE - THIE L, 40 I/min @O ZE 5 &0 H, 250°C, 3h TREFFL7Z#, &6
IZ500°C, 3hfRFFTHZ LICXVBAE L. BoONTHREARDOER LR
Srx~vA v A —2IY ra®, HHl~A 72 —2)THIEL, K
B EEL LILEF 00 K (S ERETR, AEG-120)TH = L, ki
IR VR EREEZREB L.

D, = (3-1)

2T IR AR R, IR ARE &, WIL AR &, Dy 13 AT’ (R 5 &
Thb.

3.2.5 BEAK

Bedk R OERICIZZ AR @R (8 B TRBE, ~AM~ 1T
5000)% W 7. 1 — AR 8 5 oIF 0 NN B BE 75 8 0 % FLE SisNy
D0FE, SHICETONMICHEIEE SisNy 2223l Lz, BUHEE

78



%33
CNT D¥) 48kl #-5< CNT #k SisNa & 7 X v 7 A0 @51k

SisNg 2 2I1EN D SigNg D EITHEIAZ B\ TH A EBER (LL T GPS)
4T - 7=. GPS i3 & iEE 1600~1750°C, £&££F 2h, 0.9MPa, N, H o 514
TATo Tz, BERKIKFOHIR 7 0 7 7 A )V ITAT&E & [FER(Fig. 2-4)TH 5.
1200°C £ TITEZE F T 20°C/min @ F{E# E CTHIE L, 1200°C T 4
I/min D& T Ny 28 A Lir, S\ iaE £ T 10°C/min THIE L 7=, Ar
EORFHMZEIREET CEARKMB L. ¥ AEBER%, 1700°C,
100MPa, N, 5 P& T C 1 W [R5 o0 S CEVE 45 05 N £ (LT HIP) AL
L.

3.2.6 BFHI - 8B

AR T ) = =7 Y v 78 SG-45F T H) & AW T, BERS
BORENCHIEIIN T2 L7z, 2Ly MRORBRRFE Z8RICY v 7 AT
AL, BMEE 140 BB LN 400 HFD X A ¥ FIKA %2 HWTH
HlL7=. BOREBR A ICHOWTIE, MIEES 3 mm ik b &k oIk
T A B)EITHEEI L7z, BRHIEE, 8RBk D BT AlLOs#iia 7 »v 7 A THEE L,
SHIIZED LICHEI L 7cRB 2RI L CTHEE L. £Dtk, £ ok
ZEFRICLTCHEEL, =20 OoRBADME 4 mmiZRd Lo x (v
T Ry —THHH L.

FEI % OREHZ DWW T, T 2 v 7 AAFEERE (Buehler 8, Ecomet) %
WTCERmAFEB A Z i L. B 2R EBICY v 7 ATHESE, ALy
—CHBEEZBEE L%, Kifk 15 ym ¥ A4 Y E > RET 27
(Buehler 8, 15-6215)(Z X ¥ [Al#55# £ 4 120 rpm, WFEEFRFf] 2 10~20 min
DEMETHEREBOREBLEITo72. Z 0%, WFE M N7 (Buehler H,
40-1112)ICKi & 9 pm D X A ¥ £ K% 22 ¥ g > (Buehler i,
40-6533) % Mg Z M fE 4 15 sec, MEZERFM 4 0.2sec & L THEFHE L7208 & (A
#5 3 FE & 120 rpm, HBFEERER] 2 40~60 min O 5k T — B E 217\, &
(ZHFBE 2N 7 (Buehler #, 40-7452)1CKifk 6 ym DX A Y £ KH A2
3 »(Buehler 8, 40-6532) % "& 7% [F] [ % 15 sec, "EFHERFfH] & 0.2 sec & L
TMEFE L 728 & [0 8538 B & 120 rpm, AF B2 B R 2 40~60 min (2 C R AfF
PR 24T o 1=, B 1% (ZHFEE /X 7 (Buehler $, 40-8022) (2 ki £ 3 um D % A
Y& R A g 2 (Buehler i, 40-6531) % "& 7% M @ % 15 sec, ME %%
RFff %2 0.2 sec & L CHEFE L7222 & [Al A3 FE (X 120 rpm, WFEEIE[H 1% 40
~60 min O FMTH: BT OB AT WS E RIS T L.
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327 =y F U7 0HE

SEM |2 X B2 EB 21T 9 20z, REOBEmMERIC ST X~
TyF UM AR LT, =y T TALEETCIE CRy A & AU T2, SisNg
bR AOZyFor 7L —FOEREZFIHL T, RLR DB - 721K
MEEBERTHILENTED. CRy AL SisNg ORGSR & Ik KUz =7,

SisNy + 12F — 3SiFs, + 2N, (3-2)

BT D SIF IXHERMETH D Z 0D, Siflkder oy F U 7352 L
MNTED., TTRXAYTyF U 7T T X~ 3% 10 AVHEL RS & (R (R
Poem) % i I L, 100W, CF, 5 A 30 ml/min, fALFEHFR] 120 sec d 5fic T
Ty F UL .

3.2.8 FEAMh
HEONTA BRI U CHEMSEEORE, #kioR e, Mg
25 NSRS B, EER, 3 N mE, e, vy h— A X0

—

HIE ZATH- 1.

(1) FEx % EDORE
TF AT ZIEICLY, BERE OB T D mE KO E 21T o2,

OB, SEEIIRAzHNTEHB L.

WD

D, =
YW, —W,

‘< py (3-3)

I TDUEEEE, Wp i3 i E &, Wyl & /KE&E, Wald/KFP E&E, pw i
HEREDOKIETOKDBEETHD.

(2) WA HH DR E

FBERER OB T UZmicx U<, X BEFFEEW@WRY &7 &, Multi
Flex)Z W CHERR M D[R E 21T o 7=, HIESMEIL, CuK, &, IEEE %
40 kV, BEIL%Z 20 mA, Z AU >~ N%& 0.15 mm, #iPH%E 26 T 20°~70°
L. B ORED D DOT —F RX— 22X, BIREIPTIEEEZEE S
(JCPDS) ™ Inorganic Phases % f#i i L 7=.
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(3) MM GBI

BONTEEMERZSEmIE Lk, 142Xy XY 738 EHAK
HHE, JFC-1100)Z W T A ELZ L. TD L X DOFEMFIXELE 1.2
KV, Bt 20 mA, {&£FEF[H 160 sec T4 2% 30 nm 55 < FRE COLEE L 7=, &
AR PEM S (A AE TR, JSM-6390LV) % H W CIER L7724 » 7 %28
L7, SEM B2 LRICT 2L — 088 X #5503 & (Energy
Dispersive X-ray Spectrometer: EDS(H A+ # , JED-2300)) & H\» Tt
R bIT o T2,

(4) NEBHEEBLE
BFONTBERIEZK 100um £ THE L, Sim b % i L CARAM R BA
WA U v S AR, BX51-IRNL) B X R T A Z (EREF =2 X
AL, C10633-13)DiFE i T — RNIZ X 0 BEfSIKNER D CNT O BEE AR D 43 Af
LKL DY A X BIEL T2

(5) EBERDOHE

3x 4 x35mmIZMTL7ZHABRAICIRS—Z NE28&A L CHIE & [k
(Fig. 2-5) Il A2 FR L 7c. THIZT P H N~ VT A —F —(WHEET 7
=5 % MODEL2001 3 X O° Hewlett Packard %, 34401A) & H iK% E1LE
PRE B (B KB TEME, PMC160-0.4A) % 8 L, B §E MU I 19512 T
BREZWPE Lz, EIRMNSEFE TR, B U o Bl 2 85T
5. HEBREFIKRATHEHMBLE.

O=—X— (3-4)

2T o lXEER VIImFEOELE, NIRBHCHENZER, a IXEEH
ED T8 O b1 HEE, b IZRAEImE Ch 5.

(6) HhiTHME DRE

SRE O T RE L TR RE(SEEREETREYE, —-F27 T 7
AG-X)ZHWT 3 s iFEBRic I v lE L7z, AEITSMERICx L TS5
ALLEAT W, SEYEZ R D72, 3 sl i RBR X, 3 x4 x35mm OBk %
Ay, XA OAR % 30mm, 72 A~y RAE— K% 0.5 mm/min &
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LT o2 BN EMEP 2L RAIC I VTR Eci 2B L.

3P L
T oon?

(2-5)

Z 2T, Prld kR E(N), b 1ZEER A OBE(mm), h iIZ3B A OFE X (mm),
LIZTEH AN ES(mm)THD. F2,3 mii TR A2 1T - 2%, &5k
IZ 2T SEM % FH W TRl ALk D BLER 2 17 - 7.

(MMWEHE K BLBREy I —ABEOHE

KRB OMERICE v 7 — A EH (A A ZIEFRR, AVK-A)
DHEAYEL REFEIEAL, EEOXMAKRE VT v 7 ORI 25
MECHETLIZ IV ELSNTZT —Z 5 JIS R1607 ([ZH#E U C
IF(Indentation Fracture)ikiZ L 0 =R CHERE RO Kic 0B H 21T
ST PEITAFABHIR LT 5 RUEfTW, FHEEZ KD, By b —
AJEAEAfTEIL 196 N, JEARFEIE 10 sec & L7z, FEICIIRAICR
&% Nithara D Y% W=, 722, Yo 733 2942 GPa & L 7=,

(Km 4/ Ha’? )(H JE@) =0.129(c/a) 2 (3-6)

I T, pIEEHKTO0.082, ElXY /E(Pa), HiZtE v b — A E (Pa), a
IFEEOABOF M), clTEHEZIOEHM)THSL. 7L, vy
T—AME HIFIRATERIND. PIFHIAREMN)TH 5.

H :1.854( (2:1)2) (3-7)

33 ERMGERLELE
33.1CNTH# ATV —DOXEHEMBEELE

Fig. 3-312, E—XINHELR—=ILINEDCNT o#HAT U —0DNH %
MBS E A2 /RT . Fig. 3-3Q@Q)ICTRTAR— AL INFZEOTZ J — LEEf
2B 1T 25 CNT O BOEFIL, B+ um OMKRREEARIFEMFEL THD,
AiE 2.3.6 SO mBLEIC L DB & L TR 5407 CNT O R & [F]
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LY A X Tholz. ZOZ LN, R—/L I )L TIE CNT OFR W EEE M
CHERT 2 BERITBREINT, BEREDEOFE EHAFL THRER & L
T EE2ZBNS. — 5, Fig. 3-30)ICR"TE—XINEDZ X ) — )L
WL 2B D5 CNT O8Ok 71X, Fig. 3-3(Q) TR H L7z & 5 72 CNT
DM KRRBERITE LS ALNT, E—XI NI LD =¥ 7 — LRI
HFIZ CNT X — 2B L TWAd Z bbb, Zhix, 7/ ki+ D5k
CETAEEEORE VDL EEIC, E—X I L 5RO AW I
a0t E2oND. E—=XINER—NLINDO+50—LLTFTOYA
ADAT 4T Z2ZHNTED, R—=LI L0 bEmnE ARt 715 CNT
CHERALTCNTOEOEBbNTEleEZLND. £72, KETHEA
ELTHWERTIZF LA I L, ADEMNMEAT HDRBIIWET D
BFFEZATDHFHEHNTHY, INVARFINVEREOERELZAET D
CNTEREICEISEKAEL, BEMAEFEHB LIOVAREENFRIZ L > TCNT
D HCREBIXRFHICEFAETHEIALTWEEEZEZOND.

3.3.2CNT 438k SisN, BT I v 7 R0 MEEEE

HFoNT-EEMEOME O SEM BHE % Fig. 3-4 (27 . BEAKIE X
1600°C, CNT RN E X 1.0Wt% TH 5. KHITH Lnd XL 512 AWKk
TN CNT ThHsd. E—=XINME L7 CNT 0 SisNg BT X v 7 2D
filt i (Fig. 3-4(b)) 12 1% A — /b I VLB O fif i (Fig. 3-4@) & AU X 9 12
2% D CNT NHER ENT=. £72,CNT O 2T ESIIE—XI V% L
R—=NVINBTEDL-TELT, E—=XINLOFHWEAMISNICE - T
H, CNTRAETHEWT AT MW R IRITHEFE STz,
Yoshio 58 CT OFERNBE—RAI ML B LN EE2HREL T
Y oz kY, E—XI LRI EOEWE ARSI LY, CNT
DREER Z R L, CNT Z BRI — 1208 T AW CNT ~D X A —
X520V EEZILEND.

RIZT T A~z F o 7B LTI E T O SEM 52 % Fig. 3-5 1277 7.
R— L I )L CTYERL L 7= CNT 238 SisNg &7 2 v 7 AT B-SigNg F:4kk7 +
NEHEELEMEEZAL V., ZHICH LT, E—=XI VAP L
72 CNT 208 SisNg© 7 2 v 7 A TIL B-SisNg FEIRKL 73R SN D H D
D, FTORZIFTHAR— NV INID /I RNBEINTE. KETHEDL
NI =X I NVAPIZ LD CNT 08 SisNg BT I v 7 ZAOMEIE~DE
B % EEAICEI 3 2 72 DITBERS KT D SigNg b Ok 2 HIE L 72,

J
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SisNg K. - DRI IX Fig. 3-5 D SEM EEAZHWTHREA > ¥ —& 7 MNE
TRl L7z, A— b I VALEE% O SigNg br DRI 1X 0.62 pm, B — X 3
V1% D SigNg B O RIEEIL 0.55 um TH VD, B — X I LT K o T SigNghz
T ORBIT/NEL 25TV, E—X I/ TlE CNT OERE KD R S
U, RERAFIZCNT R LV H =02 fFHELTEBY, ALK R EAEZ Y
O CNT &8 L7cbDeBZx6nb. ZHICERLTE—XI ik
DREF TRV INZORE LY LR ROBEBNME S, £ ORE
B-SisNg KL 23 LD fIc o TebDEBZLND.

3.3.3CNT 28 SisNs T I v 7 20X EE

Table 3-1 IZH DN BEREE O EE 2 -3 . B — X I LA L 723K
BHI W TN O BERIRE 2B W TH, CNT RIIE 0.5wt%, 1.0wt% & i
4% LL Lo E WM EE 2 L2, HIP AEZIT W T ol 99%LL
FEOBNHEMEEZR Lz, ZAHIEAR — L IV E % O RO FE xS
EIDVHLEWETH 7. CNTIZt® T 2 v 7 2AOBERFC BT 5 IHEE
BICHFGLAWED, BBzl ETL2LE5260508, E—X I
L0 CNT ¥ —mHib L, ZOBEAEORERN LRI R oTlcd,
A=A INLEOLDO LY bEELLTEEEZZBND.

Flo, THETIZYoshiobiIZck#HEHEINTWVWDH BE— X I JVALE L
TR L7ZCNT A H SN, E T 2 v 7 2Ll L TEWEE L - 7.
CHERTE TR LI E BV, HIO, 2 BEfEBh Al & L THWZ Z L ITE KL
TWbeEBEXZLNS.

3.3.4 CNT 438 SizN, £ T I v 7 A DOBBA &

Table 3-1 123 DL 7= BERE IR D SR EE & A EEENME 2 OF 8 CTond™. W no
R, BERRIBEEICBWVWTHE—XI VLV EENRM ELE. 512,
CNT ¥ N & 0.5wWt% d FEHE CNT BRI OB & [ % O @ Wi 2 7R L
7o BRI BE R IR FE 1600°C 12 81 2 R EE 13 CNT iS40 & 0.5wt%7° 1086 MPa,
CNT ¥R & 1.0wt% A 980 MPa T& - 7=. Z #iE Yoshio 52— X I )L
B CHERL L 72 CNT 08 SisNa B 5 I v 7 2 D20ME LY & @ WETH
D, E—=XINICLD CNT 0¥ —4#db L IRIRBER B Al O BN L 5
AL, CNT 08 SN B 7 X v 7 2o mMENICTEETHEEZXH
N5, Fio, BESMEIT CNT RO FETCRKRE 2 B{biZ o Tz,
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3.3.5 CNT 238 SisN. & F I v 7 RO BEEE 2

Fig. 3-6 T B — X I VAL L 7= CNT /08 SisNg &7 X v 7 A DR EEJR
O SEMEEH %77, 331H TRLEZILIICHA—/L I VAHE T 30 um
FEEE DM K72 CNT OBEMMITMIEI T, BREERICBWTHREED
TARXOEFEHEFL, HMEBERELTEHRHLE EE X 5015 (Fig. 3-6(a)).
— 05, E—=XI#%DCNT O SisNa® T 2 v 7 ZOMEEPIL CNT Ok
LERTEHRLS, WTFHLORES — M7 SisNy 87 2 v 7 X DfEER &
LTHROLND XD RRILORBERE, BRERAE LICEHITH 7. ih
FERE IR T EORD L LN T A, E—XI I L0 H
K72 CNT DOEREARD M S VIR 2N /N & < 7 o To 2 D I & R B AR 23
ERINTZboEELZLND.

336 CNT# SN, EF7 I v 7 AONHBEBHE

BEAE IR HIZH 1T D CNT O BURREEZFE M3 5 72D 10, Wi & % 8l
£ L 7-. Uematsu LB IC L D2NEMEEHEN T I v 7 ADOGEE
EXETHAMRKBRRMEOBLICHEFEICHRENTHLZ L RELTW
Y LaL, CNTHE SN, ® T 2 v 7 2B W T, SigNg (T Vi i
RKEAHL, CNTIZAHEZ WIS 5720, A THBREZITTE RV, £
CTCARBETIIRABRBEREOZERE— F2HO THEHBEBRZE 21T -
7= 9,

Fig. 3-7 IZ CNT Z0Ht SisNy BT 2 v 7 ZAORINMBMBEE EZ R .
SisNg 7 2 v 7 AT KRB EBZELAG, CNT X ALITHRARE %
- BWELEBEAOHBE L THEIND. A— IV I V% OFEHE TIX
B OB VDR N BLE S 7z (Fig. 3-7(a)). Z OBFWREEL, T 7225 CNT
D UEEFEIE O P 4 XX Fig. 3-6(a) TR LN 7-AEEIR TH D CNT D %EE
HEFRIBEOREITHY, BEJFRUAZOFRBEDO Y A XD CNT O
BERNSZEEEL T, —JF, B— X I VAE L 723k o R 4F #j A
WMEEEEIT 2RI —7rar P 7 A ME2RLTED, CNT OBERT
HBonhotlz., Z0OZEhb, E—XI)LICLD CNT O X ) —)L
FHA~DOE— 3 HALIE SisNg BT 2 v 7 AFICH KL TE Y, CNT ik
SisNg 7 I v 7 20 EmBEICHFS LEbDEEZOND.

3.3.7CNT & SisN,EF I v 7 2D EK M
Table 3-1 IZ&E N BERAOEERZ 0 CTRT. BRAFFMHEIZE —
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RINWVICE VKT L7z, BERiEE 1600°C 128 1) 5 EERIL CNT IRIN&
osm%mlsmoSM(mTﬁmEAom%m56%nf%ot.°~w\
JVAVERIZ X % [ Bk O 3R 0 B #IXNEIC 10 S/m, 59 S/m TH bV, v —
AINICEH2EERKTOMMA AN, ZRIFE—XINVITLD
CNT O¥—48ibiz & - T, BEfEAEFIZHIT 5 CNT OEE /SR AK
SN LK o2 EITERLTWSEEZLND. HHHBEOER X
D, CNT OB H T EIICE{LIFTAONR >0 T, HERMK FIX

CNTOT7 AT MEEDORTAER & 1EE X 54072 . CNT 77 #k SisNg &
TFI v I AOGEBREAEBEERLOBYLOZDICIE, E—XI N2 L
% CNT 0¥ — 38 b o, H K7 CNT OBERITEKF LRV EE R
DERIZLDEmEERILPIFETHD.

3.4 #EE

ARETIE, CNT 28 SisNa BT 2 v 7 ZADOMERTH H CNT D EEER
ERET 27280, TR OSBICBWTADERRE SR TS E—
AINIZEY CNTOESBILEZXY, 2N EHE 2T TRH L - KIE S
A[HE 7R HfO, Z BEREBIAI & L CH W TIRIE S CNT 208 SisNg &7 2 v
7 AL, ZOEKN - BB ELZFEM L. CNT 98 A 7 U —
DI FBEAPREBEB L TIT CNT 1T =% / — VIRBERIC — 8L T,
WHEEBIZE LV, CNT 8 SisNs BT I v 7 2T E— X I LI L0
REENE LN, MABERBIOMERE X Ik ELE.
MR EIZE L 0, CNT OBEERN E— X I I k0 i S L CREEETR T
ENEB L WD ZEnbotz., N EEHRTIX, B —X I Vs
% OBEREERNTIZIE CNT OBERDNE TS HFELRWNI & BNHER
7. CNT ot 7 Iy 7 20 &EMEARE HEERIOMNITIE, E—
XINIC KD ERENEDO CNT AEOEEBERZOERDNBEETH S Z
LIRS N

86



1)
2)
3)
4)
5)

6)

%33
CNT D¥) 48kl #-5< CNT #k SisNa & 7 X v 7 A0 @51k

2% R

M. Inkyo, T. Tahara, T. lwaki, F. Iskandar, C. J. Hogan Jr. and K.
Okuyama, J. Colloid Interface sci., 304, 535-540 (2006).

S. Yoshio, J. Tatami, T. Yamakawa T. Wakihara, K. Komeya, T. Meguro,
K. Aramaki and K. Yasuda, Carbon, [26] 4131-4137 (2011).

K. Niihara, R. Morena and D. P. H. Hasselman, J. Mater. Sci. Lett., 13-16
(1982).

N. Shinohara, M. Okumiya, T. Hotta, K. Nakahira, M. Naito, K. Uematsu,
J. Am. Ceram. Soc., 83 [7] 1633-1640 (2000).

S. Nakamura, S. Tanaka, R. Furushima, K. Sato, K. Uematsu, J. Ceram.
Soc. Japan, 117 [6] 742-747 (2009).

K. Uematsu, N. Uchida, Z. Kato, S. Tanaka, T. Hotta, M. Naito, J. Am.
Ceram. Soc., 84 [1] 254-256 (2001).

87



%33
CNT D¥) 48kl #-5< CNT #k SisNa & 7 X v 7 A0 @51k

Raw materials
MWCNT: 0.2 wt% of ethanol
D ol

ispersant: Polyethylenimine(MW: 250), 1.0 wt% of ethan

Ultrasonication
20 min, in ethanol

8

Bead milling ]

Al,O5 beads (300 mm), 3000 rpm, 2 h

b

Characterization
Optical microscope observation, Electrical conductivity

N

Fig. 3-1 Flow chart of preparation and evaluation of CNT
suspensions.
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[ Raw powder ] CNT suspension

SizN,, Y,0;, ALO;, AIN, HfO, by bead milling

! | or by ball milling

[ Ball milling ]
110 rpm, 48 h

<L L
[ Granulating ]

Paraffin, DOP, mesh 250 um

:

Molding

Uniaxial Press: 50 MPa, CIP: 200 MPa

:

Calcination
. 250°C, 3 h in air — 500°C, 3 h in air )

;

Firing
GPS: 1600, 1650, 1700, 1750°C,
10°C/min, 2 h, 0.9 MPa in N,
HIP 1700°C, 1 h, 100 MPa in N,

<L -

Characterization

Relative density, XRD, SEM, IR microscope
Electrical conductivity, Bending strength,
Fracture toughness, Vickers hardness

Fig. 3-2 Flow chart of experimental procedure.
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Fig. 3-3 Optical micrographs of the CNT suspensions prepared by
(a)ball milling and (b) bead milling.
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Fig. 3-4 SEM images of fracture surface of CNT-dispersed SizN4
ceramics with 1.0 wt% CNT fired at 1600°C prepared by
(a)ball milling and (b)bead milling.
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Fig. 3-5 SEM images of etched surface of CNT-dispersed SizNy
ceramics with 1.0 wt% CNT fired at 1600°C prepared by
(a)ball milling and (b)bead milling.
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Fig. 3-6 SEM images of fracture origin of CNT-dispersed Si3zN,
ceramics fired at 1600°C prepared by (a)ball milling and
(b)bead milling.
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Fig. 3-7 Inner structure images of CNT-dispersed SisN4 ceramics
fired at 1600°C prepared by (a)ball milling and (b)bead
milling by IR microscopy.
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Table 3-1 Characteristics of CNT-dispersed SizN, ceramics

(b)

=

3

CNT O¥—#fkic 5 < CNT 0 SisNa & 7 X v 7 2D @R E L

fabricated by various compositions and using bead
milling or using ball milling fired at (a)1600°C and

(b)1650°C.
Process Bead milling Ball milling
CNT content
(Wt%) 0.5 1.0 0.5 1.0 No CNT
Relative density
Upper: GPS 97.4 96.5 94.8 90.9 95.9
(Lower: HIP) (99.8) (99.6) (99.5) | (93.8) | (99.9)
(%)
Bending stength 11086 | 980 | 953 | 719 | 1068
(MPa)
Electrical conductivity 4
(S/m) 1.5x10 5.6 10 59 -
Fracture toughness
(MPam'?) 7.1 7.1 6.8 8.6 6.9
Vickers hardness 1569 | 1511 | 1535 | 1150 | 1592
(kgf/mm?)
Process Bead milling Ball milling
CNT content
(Wi%) 0.5 1.0 0.5 1.0 No CNT
Relative density
Upper: GPS 97.1 95.4 94.9 94.5 96.3
(Lower: HIP) (99.4) (99.3) (99.5) (95.5) (99.7)
(%)
Bending strength
(MPa) 1083 871 874 711 982
Electrical conductivity 4
(S/m) 1.5x10 6.9 7.7 50 -
Fracture toughness
(MPam'?) 7.5 7.5 7.1 8.1 7.5
Vickers hardness 1550 | 1511 | 1585 | 1306 | 1603
(kgf/mm?)
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Table 3-1 Characteristics of CNT-dispersed SizN, ceramics
fabricated by various compositions and using bead

milling or using ball milling fired at (c)1700°C and

(d)1750°C.
(C) Process Bead milling Ball milling
CNT content
(Wt%) 0.5 1.0 0.5 1.0 No CNT
Relative density
Upper: GPS 97.8 943 96.4 93.6 95.9
(Lower: HIP) (99.8) (99.4) (98.7) (98.8) (98.8)
(%)
Bending strength
(MPa) 983 934 932 834 866
Electrical conductivity 4
(S/m) 1.5x10 10 1.3 48 -
Fracture toughness
(MPam'?) 7.5 7.5 7.2 7.3 7.1
Vickers hardness | 1550 | y511 | 1572 | 1513 | 1613
(kgf/mm?)
Process Bead milling Ball milling
(d)
CNT content
(WI%) 0.5 1.0 0.5 1.0 No CNT
Relative density
Upper: GPS 97.0 94.2 95.5 94.5 95.9
(Lower: HIP) (99.2) (99.1) (98.2) (92.4) (98.6)
(%0)
Bending strength
(MPa) 938 853 602 615 750
Electrical conductivity 4
(S/m) 1.5x10 11 0.04 15 -
Fracture toughness
(MPam!?) 6.8 6.9 6.9 7.9 8.3
Vickers hardness | 550 | 1500 | 1523 | 1157 | 1244
(kgf/mm?)
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o5 4 =
CNT O¥]—5n#ib L KE 7 7 A~ itz &<
CNT 7k Al:Ost® 7 2 v 7 A0 &5 E

FL4E
CNT 0B —4G8B L BT T A~ BERICESL
CNT 38 ALO; &2 T 2 v 7 RADEME

4.1 S

AR T, HIO IR MNIC L 2 IKIE» D OB L B — X I L2 Kk D CNT
D) — 3 EALIZ LV, B CNT 08 SisNg B 7 2 v 7 A0 & E L%
ER L. 2O CNT OB —58bIcE S CNT ot o7 I v 7 20 &
BRI FIEDN MK D Tl A fTEENRE 35 2 &1 CNT @k 7 2
I ADHKBEOEDIINLETHD. T TAETEHEBENICAZDTDH
ST E—=XINITE D CNT D Em b FiELE ALOsIZ b M L, #iEm T
EORE 7R CNT 0 ALOs B 7 X v 7 R &2 ERT 52 L2 HIE L.
AlLOsz 1L &R B, &l LU o 728 A 72 B AR Y R e St B TR B
W bR ENRE AT ARENR T 740 8T I v 72 THY Y,
SisNg & AR ICHaE M2 AT 5D T, CNTOSBIC L 0 EEME LG T
hf%ﬁéﬁ%#k#%ﬁf%é.L#LAM%@%%@EM%%T&

, TR IR BERE IR A 15 D IR FEBERS Td D SisNg & 1T R 72 2 s b
@7 D ANKEL RS, KETIE AlLOs DRERE 2 E T 7 X~ BEfE ik
DEATF SPSNC L VAT o7, SPSITEMAR L DEEMEELZET HE—/L FIC
E***ﬁfﬁfi’&bj\b NIV ARERZKREE CEBBEET 52 & TREIZ

L CHRRFRE CRZE/T 2 FIETH D, CNT i AlLO; D BEAL b 72

éj/L“Cb\ ), B —XI NI LD CNT O ESBIL E & bIT, (ERIRBERS AT
B2 TFIELLTCHLNTWD SPSIZL D, CNT %&Alzogt7 NS
ZAERLL 7=

4.2 EBFIE
421CNT ATV —OFHE

CNT A 7 UV — oI ai = & [ Ak o Fik(Fig. 3-1) TiT\», B—X
ST VYT - T ATy 7B, Mini Cer)Z HHWTRLE L. Z oD
E—XINVEZHWTCNTORKZHER L7 E £, CNT 2 Hi ’i@—/\%&
T& % Z &M Yoshio b2k » THE SN TWS Y. CNT 138l 2 FEE IS
£EFI 60 nm, £ &#J 6 um © MWCNT(BEF1E LR HL, VGCFs) % w‘_. {@
iz ) — ez Wi, SBHCEZ I T AR DEHATH D
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250 DR Y =F L oA I (WA RS, =K I SP-103) (LLF PEI)
ZRERH L 7.

A2 & [FARIC £ 97, 4009 500m) D= X /) — /L & PEl & E— X I LN
WAL, CNT B AZ ) —DOFMEIX, CNTIRIIE&ELZHEETCH L= ¥
J =R LT 0.2 withds L, nEAIOHRMEZZD 5 FE&THD 1.0
wthd L7, E—=XINDORCTE2BREIE, o —F—ZHEEEIER0
FE X ) — L EE—XINVHNTI0 HEBIEZ /7 —/)L L& PElI iR
AL, RIZZZ ) —)LIZR L T02wt% e b X5 ICFEE L CNT (I
E—XINVNTHBLEZESBAZIRM Lz % ) — L% 200ml i 2 TR
HL. 207U —IZx L TH#EERAE DT A% —(Sonics & Materials,
Inc. #, VCX600)IZ THI ) 40 %, 1 H I, 1 IRIED /X Z — /12T 20 4
WA 2 L7, OB oA E L2 L7Z CNT A7V —%2Lb &7
DE—XINVHNICHEA L. AT ¢ 7IZEL 300um @ Al,Oz B — X
(= A +—%, SSA-999S)% >, [Al#5%k 3000rpm, 2h O TE — X
SOVAVER A L 7.

4.22 R EORE

ARETIE, TAHI=U ALY TaKRF T R (AIP) OMAKSRIZ LD A
T HT NI FE~ Y7 AL LT, CNT OB ALO: T 2 v X &1k
w7z

Fig. 4-1IC Y V- NIEIC X DT A I T OERBS X OCNT & 0B Ao
7a—Fx— bERT. BIEH TR L CNT 08 A 7 U —I2, KSR
%D ALOs D CNT &N 0.2~4wth L 72 5 & D AIP iR S ¥, =D
%, KeMx TMEAT 52 & TRy MEETIEREIS NV E2EL. 2
DI 7 V% 80°C T 24h IRFF L CHIRS NV 25T, B oo r v
Z 1000um O fiiiZ= AW Clfi L CHM OB EZ 57,

4.2.3 Bilg

AR LIEMEICEENLIHTEDERET D2 DICHEEZIT > 2.
422 THROLNTEHMEZ AlLOs A — MZ AN, BIREXKFNIZHEAL L.
ZDOEEDOHIBR T v VT NIRIE & RELK(Fig.2-3)THDH. ZDO7Fars 7
LTS THIE L, 40 I/min O 22K & H, 250°C, 3 h O5FETHE L 72
%, S H12,500°C, 3h DEMETHAAE L. HFRZOMKEEZHE L,
\EELER AT,
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4.2.4 BERR

BEAE R O ERUZIL, FEREM TR EZEITESE D720, HET 7 X~
ek E (LB TREM SR, SPS-1050)Z W 7=, BilE L 7=IR A Wik %
$25 mm O EEHE—/L NITFE L, 80MPa T—HiIE L2 S HE L.
Fig. 4-3 (ZHERRIRJE 1300°C 2 BIICHIR 7' 1 7 7 A V&R T . BEARSM X
0.1MPa fE® Ar FFHK T & L, AIEEE2 600°C £ TIX 200°C/min,
600~1200°C £ Ti% 100°C/min, 1200°C~/% 20°C/min & 72 % Lk H I HIE L,
WAE A fEIE L7 ZATIminfkEET 25 Lz, fTEDORMZZIREFL -
%, BIBE THARKMH L.

4.2.5 BFHI - 8B

TR T ) = =7 Y vy SG-45FI H) % JH W T, BERS
BORBHCHIEIIN LA L7-. XLy MRORBRA 2 8KIZY v 7 AT
BEAEL, RBMEE 140 BB LN 400 FDO X A ¥ RIKA %2 W TH
HIL7Z., BIREBRAFICOWTIE, MIHBRES 3 mmica s X oo e
& BEICHEAT L 7o WFATER, Bkl B ALOs ki x U » 7 A TR E L,
EHIZZED RICHEI LR EZRIRICL CEE L. 20%, £ ORE
ZEIFRICLTCTEEL, =20 ORBADME 4 mmiZRd Lo x (¥
T Ry —THHH L.

WFEI# OREHZ DWW T, 7 2 v 7 AAFER (Buehler #, Ecomet) % /]
WTHmMFEBLEAZE L. B E2RABBICTY v 7 ATHEE, Ay
—ICRAREEEZEE L%, K 15 um A4 YT RFEST 27
(Buehler 8, 15-6215)(Z & ¥ [Al#55# &£ 4 120 rpm, WFEEFRFfE 2 10~20 min
DEETHERBORMB LAE4T>7-. = D%, #WFEH N7 (Buehler #,
40-1112) I K& 9 pm DX A4 ¥ £ K% 22 ¥ g > (Buehler i,
40-6533) % "E Z ][R % 15 sec, "B A4 0.2sec & L CTHEZE L2 5 A
#i5 3 JE & 120 rpm, HBFEERERD 2 40~60 min O 5k T — R BFEE 217\, Kk
(ZHFBE X 7 (Buehler #, 40-7452)I1CKifk 6 ym DX A ¥ £ KH A2
= (Buehler #, 40-6532) % "& 7% [H] & % 15 sec, "E % WFffl 4 0.2 sec & L
THEFE L7 B [alis s & 120 rpm, HF BRI %2 40~60 min |2 T R AF
BEZ 4T o 2. B 1% \CHFEE ) ) 7 (Buehler $, 40-8022)(Z ki £% 3 um D % A
Y& R A v g 2 (Buehler 4, 40-6531) % & 7% M @ % 15 sec, "%
Kifi] A 0.2 sec & L THEFE L7228 & [ B 1 120 rpm, BFEEEER 13 40
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~60 min O TH: BT ORFEE 24T W EE AR I T L 7.

4.2.6 FEAH
BONIZA BRI L CHXTEEORE, #ERHEOR TS, s
2 WEIHESEEH LR, EER, 3 AT ME, kFEXROWELITo 2.

(1) B EEDOHIE
THXRATFTZEIZEY, BEREZEOREHIBITOEEEONEZIT-T-.
ZTORE, EBEETIREHWCTHELE L.

D, = X Pw (4-1)

CZTCDVEIEBE, Wo i RE R, Wy lZ& /KER, Wyl /KD EE, py
X EREOKIETOKOBEETH SH.

(2) B ORE

FBEREROBFHIIN T U2 micx U<, X MEFEEW@NY &7 &, Multi
Flex)Z W THEEAH D[R i 217 - 7=, MIE &%, CuK, #, IEEE %
40 kV, EEI % 20 mA, =AY v N %& 0.15 mm, #iPH% 20 T 20°~70°
LT, MR ORED O OT —Z X— 22k, BERRFTEEZES S
(JCPDS)® Inorganic Phases % f#i i L 7=.

(3) B EBLE

BoONTREM-EEZEmME LK, A ARy X2 ) v 7HEE(EAR
I, JFC-1100) 2 W T@7& 8 2 i L7c. £ D & & ORMFITEE 1.2
KV, Bt 20 mA, {REFEEM] 160 sec Ta 2 30 nm A< fRE CLE L=, &
PSS (B AE TR, ISM-6390LV)Z W TIERI L=V v 7 v 28
gL,

(4) BEEROHE
Wrid A2 1 x 4 mm OB ICIR—R M &2 &AL, AiE & FEEFig.
25T F EERI L7, a2 T PH NS ALTFA—F —(WERET 7 =h
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i, MODEL2001 ¥ X T Hewlett Packard #, 34401A) & B )it 22 & AV & PR 2%
B KE A TEME, PMC160-0.4A) % Bkt L 7. B MU 75 Tix, &
f & REH oMKz cx 5., EERIRAATHE L.

o=1x2 (4-2)

CZTol3EBER, VIiZmrMoOEL, HEIREBHZ W 2B, a &L
ED T OuE B, b X EETH 5.

(5) EEEILEOHE

WEHEEMN 100 S/Im DL FOREHT DWW TIE, B =8 70 L5 KRR
P& WE LTz, Fig. 4-3 12739 K O ICHE IR =06 71510 X D IR H =
O WP E X, Bk (F EEEM R, SM-8220) & AR EUEH B (B EE
P HL, SME-8311)% M\, JIEEJE % 10~1000V £ TE L S TIr- 7=,
EREEILEE, RALSHEMH L.

D 2
p="R, (4-3)

T2 T p IAEEHIER(Q - cm), Dy 1% EEM O B A (19.6 mm), tIZER KB O E
E(mm), Ry IZHIE L 72 R EIEPL(Q)TH 5.

(6) Hi T 5REE DRIE

ATE & [FAARICEREB O T M E %2 iRl (SERIETmE, 4 —
727 AG-X)E HWT 3 Al iFRBRICIV=RETHEEZIT- 7=, HIE
IEAS AR R LT 5 ARLL BAT W, EHEZ RO 7. 3 il P 3BT, 5
HO~TERZ 3x4%x20mm, XEMOA X% 16 mm, 7 2 A~y R AL
— FZ05mm/min& L, BEEMEN SN TWDEEZS -k m& L.
BONTMERE PO KRNI VTR Eor 2 HH L7z,

3p. L
Tt T pn?

(4-4)
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Z 2T, PrldmkEE A E(N), b 1 ZEER A OBE(mm), h 1T A OFE X (mm),
LIZ FH AR ESmm)THD. £/, 3 SthiFRBREIT - 2%, K5k
IZ2WT SEM # AW CHEm A ik D BLL2 %2 1T - 7=

(MkFEBEBROHIE

L ERIL, 7L v a » LCR A — % (Agilent Technologies f¢, 4284A)
BLOBEEKRT A b7 4 7 AF ¥ (Agilent Technologies !, 16451B) % $%
e LT, BT =T o EIC K DlE L. BIEEBEL 10V & LTH
WHEIL 1 MHz TREFOF ¥ N Z 2 CHMFELT.

43 ERFERLEZE
4.3.1 HXEE

Fig. 4-4 ICG DN BERE IR ORI B EE & CNT IRIMEBO KR EZ T, W
FTALO CNT IWINEIZIB W T S, X E 95 %lL E O 72 BERE R 03 15
bz, BIEETO SigNg B E T I v 7 XD E MR & 13 R
D, CNTIRMEOHEIMIZES HAFEBEEDKR FTIXIAR N RN-To. ZDZ
EIXSPSICE DV IREN S HIFM CREART D2 L T, CNTORER L2
NI RILDOERIZEZ O o dbThDEEZLND. £,
SPS T X UL 21T o 72 BRIT, WA 1L O IRERNRBHZ L 0 872 5 T
Wiz, ZOZEIZOWNTIEHD 436 HiICTELETH.

4.3.2 HptHE

Fig. 4-5 I DN BERE R O 2~ 3. W o CNTIRM&EIZE
WTH, MIBRZEHTH D a-AlL0sDE—7 LIRFOE—I7 RE L.
CNT IRIIC X AR ~OEBIZ A ooz, MAKZRIZEVEL
NIz 7 v I FARFIE, AR L72%IZ y-ALO3 IZZE{L L, SPSIZ X W AT
BIRZEMTH D a-ALO ICHEB L EEZ XN D. ik, —&W
IR - ANEIC XD a-AlLOs DR E —F LTy g D918,

4.3.3 WMHEE

Fig. 4-6 ICE b - BERIKOME O SEM 4274, AWVF 22— 7 R0
K728 CNT ThH 5. RIEHEETEREERICA =L IIZ K5 5HTIL CNT
DIFERPBE SN, L2 L, AEDO CNTIHRMNEIZE N THE—X
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JZ XA L 7250BETix CNT o BERIFIBILE IR roTc. T,
A= INTIE CNT OB AR+4S5ThoTzDizxf LT, E—XI L
TIECNT B —#H LI LICERL TS B2 60D, T72bb,
E—XI NI LD CNT O =0 8AbFIED ALOs 2 M & L2 B I1IC b
HMHAECTHDZ EB¥bho7o. 72, CNT X AlLOz ki M IZ/F7E L T
WAHZEHLHERINT. ESHICE—XIAICEY CNT &40 L =3E
TIE, AlLOs DRI R — /L I HWBEORBORELY b/ ko
TWio. F72, CNTIHRMEBOEMIZEWREL /NS <o T, Z0
ZE, MIELRARICE R INICE S TRRFIZH —oE L oL
7= CNT DKL OB E Z s L, ALOsh. BN XV MMIZ o7 b DL E
LD,

4.3.4 H T EREE

Fig. 4-7 IZf3 b T2 BERS A O dh (T 58 EE 2 7" 9. CNT 22 # AlL.Os & 7
7 A O /TR E X, CNT IR/ CTiX 550 MPa ThH-7=. —F, B—X
JZ X VAERI L 72 CNT 228 AlLOs & Z X 7 XD il iF 5 FZ 1%, CNT il &
1.0 wt% C i 578 MPa, CNT i/l & 4.0 wt% C i 623 MPa T& U, CNT &
Mz E2BEOCRTIZR O AR, ZHICK LT, R—L I 1IC L
DAERLL 72 CNT 0 #k AlLOs & 7 2 7 A D il 1F 58 FE 1L, CNT ¥R & 1.0 wt%
TlX 507 MPa, CNT i IN& 4.0 wt% TiX 332 MPa Td - 7=.

Thbb, R— VI NLTERLEZRETIX CNT RINEOHEMICEY
HFBENME T LZoIEx LT, E—=XI Mk ERLZREHT CNT
WNEIZE BT, CNTERIMORE EFEOHWHITHRELZ R L., Z
NIFRITE CR LERMEZ SisNg 7 I v 7 A ELTEHALRKETH D,
E—X I E D CNT OB =il X » THEEP & 72D 5 5 CNT @
FLK 70 B IR DN R e S VAR BE R S IE MR S 7= 72 8, il R EE 3 m) b
LieEEZEZ2ZoND.

Fig. 4-8 IZ CNT RN E 4.0WtRIZB T2 AR — L I VA BB X — X 3
ARE OIS BT A O SEM BEERT. R—L I THE
CNT DA AR+ ThH Y, CNT OEERB L UOKAN S BEEINT.
—J, E=XINTIEHCNTOEEERITIEALAT, B<HOMLTWDET
DBLE Iz, 21D CNT O EMEN CNT ot 7 I v 7 A0 MEIC
RELEELRIETZENRHL N LR -T2,

110 )4
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4.3.5 %.as—fmq#‘r&
Fig. 4-9 ICG DN BER RO EEER 2 /5T, CNT 08 ALLO; T I v
77\03%%2%&1 CNT A& 1.0 wt% (1.9 vol%) D & & v — X I L4k

ZTIE 1.5 %x10° S/Im, R—A I AHEKETIEL3S/IM Tho7l-. F7-,
E— X I V8RR TIEE CNT IMEnEmy 2 & & b ICEERITHM
L,CNT-2 wt% (3.7 vol%) T 8 S/m, CNT-3wt% (5.5 vol%) Tl 37 S/m,
CNT-4wt% (7.3 vol%) TiX 189 S/m & 72 > 7-. [A&E® CNT Z i L 7= %
T, E=XI LD CNT 28— L7z B OIFE ) AR —1L I L
IZE U CNT 2B L7eiE LD SIRWVEERZ R L. 2 ORRITAE]
@D CNT 43t SisNg 7 2 /7X@F%EHL{EEWTKDE> REM %
ALO3 IZ L7233 E Th, CNT D4 - EEEIREE P EERITEEZ KT L
TWh EeE&EXHN5.

CNT Dt 7 I v 7 Z20EEMORBFIIN—a L — g i Tin
Hah, KXoXrickahd.

o =oo(f — fc)’° (4-5)

2T olIRBEROEER, oo (XEL, fITEEMER FOERMEDHE, fcl
N—alb—Ta Bl v, TR Ths. EEMICTET D CNT O/ —
alb—varEEEHETLZD, X@-5E2ERLEX4-6)2 Huvi-.

Ino = vsIn(f — f¢) + Ing, (4-6)

Fig. 4-10 (I Ing & In(f-fo)D B Z~d. 772 L, fc, o0, v, (Z(4-6) &
FEBRFERND O/ " FFEIZEVRD . Ing & In(f-fe) N EARBRICH
HZEMNL,CNT O ALO; T X v 7 ADEERINN—alb — g
Himlcito 2 ehbholzn. 20 ED/XN—ab—3 3 U H{Hfc1$1.89
vol% Tdh - 7z

F 72, Fig. 4-11 1Z/R T X 512, CNTIIMEOHMIZEWNFEER &K
Lic. X"—ab—va VERIZBWT, FEREEENFOERBESEDL
UTOAXRD XS BRERKRICHY, BEMELE CTHEERIIMRKE LD Z &N
mohTng ®
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e=¢g(fc—f) (4-7)

CZTelFRERDOFER, oo X EL, v ITIFHTH 5. HER L FKIC
fEfr+ 570, A@-Nz LR L7eX(4-8)2 v,

Ine = Ingy — v In(fe — f) (4-8)

Fig. 4-12 12 Ine & In(fe-f) O BEfRZ <S4, 7272 L, folZEEMHE N —=a L
— 3 a Y TCROTEE R, g0 & v 1T (4-8) & EBRFE RO DI/ 5
ik sk, @EMEASA—aL—2 g v LEBICERBEENH - 7.
ZOXIBRCNTIRMEOHEINZE 22O FEEBROEIMIL, CNT D7 Z
ZH—NEELEZLICERT 2 EE2bNS.

4.3.6 B ALIEE

AR L2 & B0, SPSITHIT 2 A MEBRIZEB T CNTIRIMEIZLD
LIR?ffﬁﬁ%?lt?“é{mf;ﬁﬁeﬁo“Cl/\f:. ARETILZ DR BELIRE &
£ L7, Fig. 4-13 ICHUBLIRE L CNT IR O 2 53, et
JEEIL CNT ORI LY K& KT L, CNT1.0wt% L k= o> fE Juk < ik 88 n
L7, Zh XY, CNT i ALO; Dt Em iR EERN R L MR R 5 5 &
EZbND. % 2T, MBS T A BERICEB T D ALO; D LIZ CNT
DR & HEIZOWT, UFD2008E1h6E821LT1-.

1) CNT %bu%ﬁ§/<’~: L— g CRIMELL BT oUE LI

SEM IC X2 EBE»OMB LI-L )1, BE—XIick v CNT
ii}%%ﬂdﬂlﬂ THJ—IZ5E L, Al O DRI FLHFIZAFAE L CUNTz. SPS BE R
FEIZB VT, CNT 1E AlLO3 D BERE IHE D BRI @SR TR LRV, £ DRk
R, R OBEBITME S, RO HIHE S ND. 207D, #E
fLIRERNRER LEEEEZOND.

2) CNT %bn%zﬁ/:—z L— g VR LLT T oiE ke

W77 A< BEAREICBIT D SisNg BT 2 v 7 AR 1 R O FE AL
?f@IV7FUWiVT4/7uiéﬁ%k@@#ﬁ%éﬂf%é
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O UL, REIZEWTHWE ALO X EAHBER THRE LT 5720, #
FBERE N e b= v 7 bu vy 7 4 7 A TRV, —JF, CNT
WMENN—a b —3 g VEELL T T, #EEPICEERRSH LT
WDIRRETH D, CNT & R D AlLO3 1 CNT # K5t R & L 7= RC H %I[A]
BEER L TWD ERRT I ENTE D, SPSIT NV AEWET 2 e
ICHIMT 2 FETHD. 20X RFTITRBERRICL D RBEAOEEN
EZoND. Tbb, IO X 972 RC BAIFEI THILIL, S/ A EE
FRFIZ CNT ICEFHA N, TORMEY 2 — VB L BN RETICAE
CLhEBZxLND. TORE, RTWICHEBSMEE S TRUEELR
HITT2EEBE2oND. £, BIUICBT DY =2 — VEIFHE RG]
THZEND, BEROHEMT bbb CNT IRMEOHEME &b ITEE
CIRENMET T o0HmMbRYE THDLEERLDLND.

4.4 ¥EE

ARETEHFHE IECTHRENLMIIAD THoTEE—XINIZLD CNT ©
B— iz AlLOs b A L, IRIREER aTRe2 FiEE LTabhn T
LIET T A~ BEREE (SPS) 12X 0, CNT 0 ALOs 7 X v 7 A& {E
L7, BE—=XINICLD CNT O~k & ikE 77 XA~ kil &
LRI R, mAREL CNT 08 AlLOs 7 X v 7 AT E 7.
B A2 ALO IZLEEHATH, E—XINIc k> TEMELR CNT it
TIv I ABERTELZENRHL ML ST L L, CNT 43 #k SisNy
I I v RALFEEE, R—LIN LR EEHEBELTE—-XIMIZL
D CNT 0 L72GA I, EERITEVVEICEEDLZ LR S oTz.
F72, CNT ORMDBLE 7 7 X~ BEf 1B 1T 5 Al,Os DFEUEALZ B IZ
BERIZTTZELHLNERS T,
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Dispersion
Bead milling of CNTs (0.2wt%)
Polyethyleneimine (PEI) (1.0wt%) in ethanol

< L

Sol-gel
Precursor: Aluminum isopropoxide (AIP) (0-4wt% CNT/AL,O3)
Hydrolysis AI(OH),

my

Granulating
Mesh 1000pum

L

|
|
|
[ Calcination
|
|

J

250°C, 3 h in air — 500°C, 3 h in air

e

P25mm X 4mm

< L

Characterization

Relative density, XRD, SEM, IR microscope
Electrical conductivity, Bending strength,

Firing
SPS: 1200~1600°C, 200°C/min, 1min, 80 MPa in 0.1 MPa Ar

Fig. 4-1 Flow chart of experimental procedure.
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in N, (0.1 MPa)

1300
1200

Temperature / °C

Fig. 4-2 Firing profile for spark plasma sintering of the samples.
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Main electrode

Guard electrode |\

\
N~ \

Fig. 4-3 Schematic illustration of 3-terminal method to measure
volume resistivity.
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Fig. 4-4 Relative density of CNT-dispersed Al,O3 ceramics prepared
by using bead milling.
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Fig. 4-5 XRD plofiles of CNT-dispersed Al,O; ceramics.
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Fig. 4-6 SEM images of fracture surface of CNT-dispersed Al,O3
ceramics with different content of CNTs. (a)0wt%,
(b)0.2wt% and (c)1.0wt% CNTs by bead milling,
(d)1.0wt% CNTs by ball milling.
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Fig. 4-7 Bending strength of CNT-dispersed Al,O3 ceramics.
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Fig. 4-8 SEM images of fracture origin of CNT-dispersed Al,O3
ceramics with 4.0wt% CNTs (a)by ball milling and (b)by
bead milling.
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Fig. 4-9 Electrical conductivity of CNT-dispersed Al,O3 ceramics
prepared by using bead milling.
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Fig. 4-10 Electrical conductivity of CNT-dispersed Al,0O3; ceramics
prepared by using bead milling.
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Fig. 4-11 Dielectric constant of CNT-dispersed Al,O3; ceramics
prepared by using bead milling.
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Fig. 4-12 Dielectric constant of CNT-dispersed Al,O3; ceramics
prepared by using bead milling.
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Fig. 4-13 Densification temperature of CNT-dispersed Al,O;
ceramics prepared by using bead milling.
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AlLO; 5 I v 27 2D XRD 7u 77 A V&R T. WIFnoxREL
a-Al,Os L —AR> DO —7 OHNEN S, PCA IRINIZ X 25 A
DZEALIL XRD 2> BITHER TE o 72. L EX VY, PCAOTHMIZ LS
PTIET 7 A< BRI, ALO; DEIRZEF TH D a-Al,03 23 Ak
LTWBHIZEDRHLMNERST.
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(3) HkmBlE

Fig. 5-12 ([ZfEHL L 7= PCA-1.0Wt% i3 L Y PCA 2RI CNT 4 #&
AlLOs 7 X v 7 ADMmd SEM G EH % /77 . PCA IRINIC K 2 Mk &
DR ~DEEB IR TE o7, PCARMIC X 0 BEMREZ K
L7eilBHCHEEIR & 720 9 2 LD AR A O ol ZDZ
X, PCARMIZ LD CNT O3 HCREES 224 L T, RATHY 72 CNT 0 #2
it D BN Z sTmTobEEZBND.

o, A —8 7 NMECXVMFORRZ LT 5 &, PCA IR
INECEHE 0.64 um, PCA WINFEHT 1.10 um TH » 7=, BEAGBE I B W
TCNTIEET7 I v 7 ZADIEHICZE LRI RREEZLET H72D, CNT
DH—ITHh8 L TWwWbd PCA BERMEAE O R/ NS iR er LTz &
Ezbhb. —FH,CNTRAxy hU—27 %KL TW5D PCA RN E
TIL CNT OBE N R B4, R EIHID R S CNT B FEET 2 ki
EEFoTd, RERKBROWMHBE LT LEEZILND.

Fig. 5-13 B L O 14 IZ/ERL L 7= PCA-1.0Wt% ¥R N3 K O PCA ZE s
CNT 73 ALb,Os & Z I v 7 XDk E & CNT iiN&E D tHEI % SEM &
EWZE D RT. AlLOs R HFICFEET 5 HWERIRKL 23 CNT Th 5.
CNT IRIME OIS MEE O ILIIMR I ho Tz, iz,
PCA WIMOA NG ICEH 2 2 E LS CNT INIIEICTHE W THER
SN ol. KoT, REICTHEKLE CNT Oy MU — 7 fidEiX
CNT #tEZ7 I v 7 ZA0MMEAKMBEECITRE LV D LEE
bbb,

(4) NETHEEE

Berb R ic 1 5 CNT O ECREZ FE M T 5 7= 012, WS %
BEL7-. Uematsu ST BRI L 2N HBEH RN LT I v 7 2D
BRIE A XA T A KARRMBORERICHEEIZHRMNTH S Z L 2HRE
LTW3 9 L2y L,CNT 208 Al,Os £ 5 I v 7 212\ T,ALOs IE
mWEITREZ A L,CNT XA L2 RIS 57280, Al CRLEIE T
TRV, Z I CAETIIRABRBEMBEOZHE — N2 HW TS
BEEITH72 Y,

Fig. 5-15 ([ZfEHL L 7= PCA-1.0Wt% i3 L 8 PCA RN CNT 4 #&
ALO; EZ I v 7 ZADRAMBEMEE T EL ~T. ALOsEZ I v 7 R iX
T2 Hw LA, CNT LR ALIT R Z WL - AL L Bk b

130



F5E
CNT OB EflEIz L2 % v b U — 7 #EERRIZEES<
CNT 2k ALO; 7 T I v 7 ZADEBE(L & EiEE RO 3L

LCHBlZEIND. PCARM - BIRME BITAR— NI NVABEEZD K 5 72,
WEEPR L 720 5 DM KA CNT OEERITBILE N>, PCA &
WINGAEHT, 2ICY—7eNEEE L R L. 2hicx LT, PCA &R
MUTEREOBRIZZ R TIZANBEHEHATHY, BPICTEER LR Y
N — 7 KL TWDLIENREBINSD.

Fig. 5-16 (CN#AEE & CNT 27 U — R EREDOMHEI %2/~ 7. PCA
HRMOREHINETHEE, A7V —HFOoEIKE L HIZCNT R —IC
DL TWDEEF DN ER CTE7-. — 5, PCABRMICEY 2y hU—7
i Z R LI N ST OBEME L CNT 27 U —Hh ok
EHENFEBREOY A X, BIRTHY, ATV —HF O —RiEEMEE
DR SN EERERIEONTZEEZEZOND.

(5) H&Hk RS fetE

Fig. 5-17 I[ZfEHL L 7= PCA-1.0Wt% ¥R N3 & O° PCA RN CNT 4 &
AlLOs T X v 7 ZAOWITIEE Z /3. CNT fsilE 1.0 wt%iZ B\ T,
PCA MEEHE 642 MPa, PCA EIRMNFEEHT 578 MPa o i 1 58 & %
L, CNT JRINE 4.0 wt%IZ 3T, PCA RN EHE 623 MPa, PCA &
WNFEHT 622 MPa Ol IF R E 278 L7=.  PCA IRINEUE o il 1F 58 &
X PCABERMAE EFIZEDL LIXENUETH- 2. 20 Z Lk
L7ZE2ICPCATRMICE YV Ry N —Z %R LI OD, BEEER L
2055 K MMRKABBERITIER SN LoD, MWK FIdk
IhhhoztEZLND. F£2, PCARIMIC L VERENm EL TV
HZEEMMN RSN Z LG, CNT O v b U — 7 A2 & 245k
B ERECOBER LIZFLH L TWDL I ERRBIND.

(6) BXAFME

Fig. 5-18 (ZfEHL L 7= PCA-1.0Wt%ifs N3 £ OY PCA #EIR N CNT 4 #
ALOs; 7 2 v 7 ADEEREZ /RS, PCA Z U L T CNT D EE4EHlH
R AT BUBHE, PCA BRI ORE LV b mWEEBR L2572, KT
CNT RINE: 4wt% (7.3 vol%) D & &, PCA IS EHT 532 S/m, PCA &R
INECEHE 189 S/Im OEEREZ R L7, Tk, PCADRMIZ LY CNT
AT Y —HTCNTO Ry N — 7 HENER S, BEfEEDICE
WTHHERF S L7 CNT Oy hU—I BREERRXELTEHLEE
DICHEERERNAMELEESZSZONS. £72, PCARMEE TIX CNT I
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SN 0.5wWt% (0.94 vol%) CEBEMEZ 5B L 72 5%, PCA EIRIN T ik
Tholz. 77205, PCAORMIEVEEMEICET S CNTHMED
BENMETT 22 0N boro7. CNT oA U ~—"TIi, CNT OfF 5
NEWEMSEDLZLICEID Ry P IHEENREZEL, TORE/N—
Al —va VBEEMNMETF TS ERMESATWS DI KETERL
TZCNT A ALO; T 2 v 7 ZICBWTHLRBOBEENEZ o2 L&
ZHib.

FWT AT bbeEHFETDH CNT OFy b —Z AR Ko—a b
—varERBRTILENTES., 20L& ER—aL—va VEEER
MEORIT BRI ERmbNT WD M0 K |28\ T PCAD
WMz X R—av—yva VEEMETLEZENL, 2OHAD
CNT O T 5%y hU—27 1% PCA BBRIMD L O & ik L CEALEK
DRERHEEZAL TWNDHEEZLND. ZHILPCARIMIZL D CNT
DRMIRENZEL L2720, CNT RO EHENE ML &I
KT 5 EHEMIND.

CNT AN 1.0wt% (1.9 vol%) D & & d PCA-1.0wt% sk L Y PCA
HIRIMCNT 0 ALOs T 2 v 7 ZADEEFERLMITHELR—L I L
L% b B — X I VALBESE TE AL Fig. 5-19 12 F &7z, dh i 98
AR — /L I VAL FE T 507 MPa TH D DIZ% LT, ©— X I VAL
I% PCA fEJR N T 578 MPa, PCA s T 642 MPa T - 7=. HEERITAR
— VI VALEEE T 1.3 SIm THDHDIZX LT, B— X I LVALEL# X
PCA #EFNT 1.5 x 10° S/m, PCA I T 0.5 S/m Th > 7=. PCA &M
XD, PCAIERMERZEDEMRE LR — LI L1k & RSO EEER
DMINNAIEETH D Z ENHERINT-.

5.4 f&&

AREETIL, CNT 28— b &7 %, 2y h— 27 BEEZERS
HDHZETCNT HALOs T 2 v 7 A0 &EMEAL & & E %$ﬂﬁ@ﬁ
SNERA T BRI, B =X IV E D TF A UMEE S F AN X
CNT i ic¥)— B L% T, 7=F Mmoo 1Ic i@*y%?~
JIEEE IR ST, TNERET T A<M T 5 2 & TRUS 2 BEfE
KEER L, ZO#E, 724 MHESF2MLUTCNTOxR v b
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Fig. 5-1 Schematic illustraions of concept for controlling
dispersion and agglomeration of CNTs for networking
(a) Non-uniform dispersion, (b)Uniform dispersion and
(c)Uniform agglomeration.
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Raw material

CNTs
Length 6.0pum, Diameter 60nm

< -

Dispersion
Bead milling: CNTs in ethanol (0.2wt%)
Al,O5 bead, 3000 rpm, 2h
Polyethyleneimine (PEI) (1.0wt%) in ethanol
\ yethy (PEI) ( 0) /

.

Agglomeration
Polycarboxylate (PCA) (0-2wt%)

< L

Characterization

Optical microscopic observation, Electrical conductivity
Electrophoretic mobility

Fig. 5-2 Flow chart of dispersion and agglomeration of CNTs.
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L4 L4 \
Dispersion
Bead milling of CNTs (0.2wt%)
Polyethyleneimine (PEI) (1.0wt%) in ethanol y
s ] N
Networking
L Ammonium Polycarboxylate (PCA) (0-2wt%) )
~_-
4 N
Sol-gel
Precursor: Aluminum isopropoxide (AIP) (0-4wt% CNT/AlL,O5)
\ Hydrolysis Al(OH); )
{ . )
Granulating
L Mesh 1000pm )
<_L-

Calcination
250°C, 3 h in air — 500°C, 3 h in air

<< L

O25mm X 4mm

<L -

Characterization
Relative density, XRD, SEM, IR microscope
Electrical conductivity, Bending strength,

L] L] \
Firing
SPS: 1200~1600°C, 200°C/min, 1min, 80 MPa in 0.1 MPa Ar

Fig. 5-3 Flow chart of experimental procedure.
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1@m

Fig. 5-4 Optical microscopic observation images of the CNT
suspensions prepared by bead milling (a)without PCA,
and (b)with PCA.
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Fig. 5-5 Sereal optical micrographs of the agglomeration of CNT
suspension after bead milling with PCA. The time span
of these pictures was 4s. Arrows in the enlarged views
indicate sticking of CNTs.
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Fig. 5-6 Optical microscopic observation images of the time
course of CNTs agglomeration prepared by (a)0.4wt%,
(b)0.8wt%, (c)1.0wt%, and (d)2.0wt% PCA addition.
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Fig. 5-7 Relationship between electrical conductivity and PCA
addition of CNT-dispersed slurry.
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Fig. 5-8 Relationship between electrophorestic mobility and PCA
addition of CNT-dispersed slurry.
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Fig. 5-9 SEM images of CNT-dispersed AI(OH); powders
(a)without PCA, and (b)with PCA.
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Fig. 5-10 Relative density of CNT-dispersed Al,O3 ceramics.
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Fig. 5-11 XRD plofile of CNT-dispersed Al,O3 ceramics.
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Fig. 5-12 Microstructure of CNT-dispersed Al,O; ceramics
prepared by bead milling by adding CNT 4.0wt%
(a)with PCA, (b)without PCA.
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Fig. 5-13 Microstructure of CNT-dispersed Al,O3 ceramics
prepared by bead milling with PCA by adding CNT
(a) 0.2wt%, (b) 0.5wt%, and (c) 2.0wt%.
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Fig. 5-14 Microstructure of CNT-dispersed Al,O3 ceramics
prepared by bead milling without PCA by adding CNT
(a)0.2wt%, (b)0.5wt%, and (c)2.0wt%.
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Fig. 5-15 Inner structure images of CNT-dispersed Al,O3 ceramics
prepared (a)without PCA and (b)with PCA by IR
microscopy.
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Fig. 5-16 Left images are inner structure of CNT-dispersed Al,O3
ceramics by IR microscopy and right images are CNT
slurry by optical microscopy (a), (b)without PCA and
(c), (d)with PCA.
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Fig. 5-17 Bending strength of CNT-dispersed Al,O3; ceramics
prepared with or without PCA.
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Fig. 5-18 Electrical conductivity of CNT-dispersed Al,O;
ceramics prepared with or without PCA.
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Fig. 5-19 Electrical conductivity and bending strength of
CNT-dispersed Al,O3; ceramics prepared with or
without PCA and by ball milling or by bead milling.
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