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EHY R DIRE I A FRFEELT 15 T o 72, IBE LR R Z 5772
BN RIE T3 gfrE LTz, ZOFEHES AR EZ BN 5 DITIC Az, X
4IZHDIEDFEERT, MinDZEHIZH DL, HAREZBETT2ODHDTh
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Do ZDHDFEE—Z Y —=F )L FOFLENICEET D20, TV T
DT Ty FEER L, AEBRTHW -0 —4 ) =X L Fofkkz % 2-2
(R T, —ICIRFE SN TS e —& U —F )L AT IR 1400 CRRED b
DNBZNR, REBRTHWZH DX 1600 CETEFAZ ENTES, X251
R—& ) =XV IFEDOFERELZRT, FOE ORISR S KEICERE SN TWD

Zou—Z Y =X dFE VT, X 2-6 1T LIZBULEL R A — A ZHE, #L
JLERIEFE 1500, 1550, 1600 C. £REFIFRE] 1 h, 4 h 20 min, 7 h 40 min, 5702 O[Al#R
31 rpm, EHRIRPAK DM T TIT o 72, AREFIRFHIIE 3 - O BB 54 T,
BILBAARORFRIN —EIZ72 0 K O ICRE L, GG, TRROMEIC X
R L7z,

YR X BRETHIE

AR X BRETIEE GBI O A RAB DO RIED 7212, RINT ULTIMA 1T (U 4
7) M L. Cu-Ka (A=1.54056 A) #, 40kV, 40mA, AF ¥ I : 0.5°
/min, FEHWA Y > b 2 2/3°0 WELA Y > b 12/3°, 2R Y v Mg 0.6 mm DS

i1 o 77,

2-3-2 FER L EE

54 2-7 \ZE AR OFIAR X BRIEFT OFER AR, 1500 C. 7 h 40 min O ZAf:
TEHEK LTZMAIL, Ca-a-SiAION (Calcium Aluminum Silicon Nitride Oxide : ICDD
77— K No. 33-0261) & a-SisNas (Silicon Nitride : ICDD % — R No. 9-0250) @ t°
— 7 BRO BT, ZD a-SNa I RIIEDFETH 5 L E X B 5, 1500 C,

7h 40 min Tl Ca-a-SiAION DAERMNE T LW ERNbhro7z, 1550 C, 4h
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20 min DA TH B LM ER DK R, Ca-a-SiAION O B'— 7 O A BB HivT-,
1550 “COFLEREE T, H—0 Ca-a-SiAION DA A FRETH D I & AR X
A7z, 1600 C, 1 h, 1 rpm OFEMTER LTZHERDOFERIT, Ca-0-SiAION D E°
— 7 DHPRO BT, 1600 COEGLEIEE CTix, REFIFF 1 h TH—O
Ca-a-SiAlON OHFKRTE 5 Z L ¥boroTz, 1550 CTHREHFREM 2 EiE L ToH
& A T2 3, Ca-a-SiAION LIS a-SisNs DFRAEDNFRD b7z,

2-3-3 £ L0

L EDOFERD G H—? Ca-a-SiAION DA HIE, 1600 CTIX 1 h Lk, 1550 C
TIX4h20min L ETITZ 5 Z EBbhhoTe, REBROBULIIREIX 1600 ClZ
RE LT,

2-4 B—F Y —F L UFIZL D Ca-a-SiAION By R DA RIZ KIE T ELERRER] &
(B x5k D f

n—2 U =%/ R W TEBBLERVEIC K D Ca-a-SiAION RO G AZ 1T -
72, BVLERRR] & RS A L S D 2 & T, AR R O A AR OB Sy A~
DR & Rt LTz,

2-4-1 FEBRITIE

JFUBH R & U C a-Z1b 7 A FE(o-SisNs : FEEPERL SN-E10 7' L — F), %Ak
THI=UA (AIN: h7 <8 FZ7L—FR), [REEI /LT A (CaCOs : FEifli
FEALFEL MRS 99.99 %) ZAEM L7z, FREHR RIZE 24 KFE (AB304-S,

METTLER TOLEDO) % FHW T,
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Ca0S19.6A124008N15.2
DAARIZ 72D K 91T, £ 2-1 IR L2 ZNENDIFEH RO B & 2 FEEL L7, I
BE R OIRE T E T A FR-ILEA T 15 AT o 72, IRA LIZEE R Z 577
CEF RT3 gHE L, ZOREHESHRZ BN |5 o1TIC AN, %
DFFTNVITRT Ty FTHEY, FOEOTLERICHEE Lz,

=4 Y =% e VT, X 2-8 (R LICBVLEL S & — L ATHE BULER

I 1600 C. PREFIERH 1,4, 8 h, H.OE OB 0, 1,5, 10 rpm, ZEFHETF

Al
E
A

DEAF T TIT o 1o, AEGEUEHE. TREOHIEIZ L0 FFM L 7=,

R X e E

AR X AREHTIE A BGREIO A SAE O RIED7-HI1Z, RINT ULTIMA 1T (U 77
7) ML, Cu-Ka (A=1.54056 A) #t. 40kV. 40 mA, AF ¥ #HE : 0.5°
/min, FEWAY >~ :2/3° WELAY v b :2/3° ZHAY v ME 0.6 mm DS

1T o7,

AR - AR B 22
A E B IIRE OB TR 2 5 72012, ISM-6700F (H AK&E 1)
ZER L, IEEELY 10kV THZ LT,

L——[ET - #ELE

L ——[alr « SELE TR ORLE 5 2452 72912, 1064 (CILAS) A1
Lice MIREZEANTF VALY VBT N Y U LKERTICEERS# S, 8T
JE L=,
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S e E R E
SN EERNE X EE DL S B A T~ D 72912, JASCO V-560 (H A %5t)
ZERH L. 200 nm 7>5 800 nm I E#iH CTHIE L 7=,

2-4-2 FEREBLE
R X el E
IR DR (PRFFIFR] 1 h)

BLHIREE 1600 C. PREFRFR] 1 h, J7 D& ORI 0 (EEMEES) | 1,5, 10 rpm
DHEAFTER LTz, FEMROBHAK X BEH ORERZX 2-9 1277, 0rpm BL D
1 rpm DAY RIL, Ca-a-SiAION O B —7 M58 Hu7=, 1 rpm D[AHE T, H
— @ Ca-0-SIAION O ERN A TH L Z B> TW5b, 5 mpm
Ca-a-SiAION DIEMNIT, 0-SisNa D E— 27 NFBD LIz, ZIVUIARMIGDJFEET
o EEZBND, Srpm OHA . REFFEE 1 h Tl Ca-a-SiAION OAEKRMRE T
L7eWZ ERbhoTz, 10 ipm TERK L7 KL, Ca-a-SiAION @ B — 7 7338
DO, M 2-10 1IZRT LD R E o TR LN, HERWEEETH >
7ol BMIRITHEN S DI Z X > TI2, 22T OBEm CREENHEATE &
EZTND,

BULPIREE 1600 C, fREFIRH 1,4, 8 h, F.OE DOEIERE 0 (HEEER) | 1,5, 10
rpm DFAFTEHR LZBEMROBK X BEHT ORI D, EMHE £ LDk
323127,

[E#545 0, 1, 10 rpm OB RS TIERFRAH 1 h T, [BIEEEL S rpm DA RS
TILFFEM 8 h TH—? Ca-a-SiAION DA T& 72, [H#EEK 10 rpm DA RLSE

fECIE, MLUWEEENHER S iz,
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A T BRI 22

EVLPRSAF 1600 °C, 1 h, 1 rppm TERK L7283 K O HURI) 72 SEM 14 % [X] 2-11 (a)
IZRT, RIFERIRTH Y . ZOMEITR - RBR R THR L ThoTz, =
DRI ZPER L THIEE L7 SEM 84X 2-11 (b) (27”3, KifRA% 500 nm 2 0
— BB AHBANCEE L TV DT MBI STz, Z AUEJFRPRL 1~ & [RIAREE
DREZITHY, ZO—WRAFBEEL T, RERZIRKFDIEER SN2 H O
EBEZBND, EFOMDEIFETER LR S IZEFREOIMELE TH -7,
BEINT WAL FOREEE 1 um 205 100 pm LLETH Y | R EAR OFE R
CIFE—HT 5,

RLEE 53 At
[FIHAER DR (PRFFIFRT 1 h)

BLPEEE 1600 °C. fRFEFFFME 1 h, JF.0E OEEE 0 (HEEER) 1,5, 10 rpm
DEMTHB LT &R ORLE S5 ATHIE OFE R 2-12 (a) (27873, 10 rpm O
S CER LT RIZEENE Lo T2720, WEEITA o7z, il s L
THIE LT BFEHE A RIZ, 0.6 um ORIRIZET D E—7 2RO > T,

0,1,5 rpm OFRMETEHER LTZR L FEHEG M ROKE M2 i 2 &0 &
R DI ML 72 DA S HER S iz, Trpm & 0 rpm DR TH L2 E
DORLEESIG % BT 5 & | BB R EITRO LR o 7, Srpm & 0 rpm DS
TERK LI R ORI AT 2 e 5 & Spm ORUEOF B ootz Th
1L 5 rpm DEHRICE Y | K7 [FLOEMIFRNE ool EELE IR D,
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[FIHRER DR (PREFFIFRET 4 h)

BVLPREEE 1600 °C. fRFEFRFM 4 hy HF0E OEIERE 0 (BEEER) | 1, 5 rpm O
FAFTHRL LT B R ORLEE 347 8 OfE R % X 2-12 (b) 12773, 1 rppm & 0 rpm
DG TR R ORLE AT & T 5 & | T DR R OFFITED 5 72
WA, L pm DD T /PRI RN NS < Ze o Tz, ZORERDI S 1 pm DH]
HAIZ K R [A O A E S 220 | BESIZA N LB NS,

5tpm & 0 rpm D FMFTHRIZMRORIE M2 ET 5 &L 5 rpm DERAED S
IR 720 RELFRBANCKRE L Zpo 7z, 2L Srpm OEERIZ LY | KT DIE
e, ZOBRICAET TV DR TEENEATLLTZH EELEL TV D,

[ D% (PREFRFA] 8 h)

BMAHEEE 1600 C. PREFHRFRE] 8 h, 1F.0E OEERE 1, 5 rpm DRAFTERK L
Te B RO X BRIFHT O FoRL 53 AT E O R % X 2-12 (¢) 127”7, 1 rpm
& 5 rpm DR TR ORI A A i+ 2 & BEE R RO b e o
76

PRFFIF O (1555 1 rpm)

BV 1600 °C. fREFRFM 1, 4, 8 h, JH.L/E OIS 1 rpm DSAFTH AL
L= R ORLE AT RE OFERZX 2-12 (a, b, o) M H R, BF+ 5, 1h
& 4h DRMETER LICHRORLE AN 2 S 2 & 4h DFRFEDO TR, 1
h & 8 h DFEMFTHM LI RORIE S Z i 5 &0 8 h DFRMAFEDFH AL
20, FLLHE—T7 b REFREMTH D Z LMD LI,

R A LR T2 & WD 2 &3, HOFET 2P ELS 2D & WS &
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EMNE R, R ORENETREBNICH D, Loy LERFFRFE 4 h OS5, T
HFERNE SN, ZOBBICHONWTITELT LS o TR,

PREFIF O (154K 5 rppm)

BVLVERYE E 1600 °C. fRFEFFERD 1, 4, 8 h, JF.LE DIEIHREL 5 rpm DS TH KL
L= & MR ORLE S ARE OFERZ R 2-12 (a, b, ¢) 22D, BFHT 2,
EAh DERMETER LI RORIE S Z T D & 4 h OFRMEDHHRILL 72
o572, 4h & 8 h DFEMTHK LIZHERDRLEE DA ITIEE 72213580 biv/e o
7

1 h OPrfplE ] CTIRRLT-[F) £ OBEARRFE 23 < 72 D 726D KL OEEE I S
NI EZEZXTWD, R Z 4,8 h CIER L7c 2 LIC X D KEZ T LTk O
BEENEATE LB X BND,

Sy EERIE
[Pl DR (PREFIER 1 h)

I EERIE OfE R % X 2-13 1Z7R 77, HE— D Ca-0-SiAION 23 &AL T & 72 0 rpm
BELO rpm ORI, ATHEIEHEEL TIEIE 100 %D RTH D Z &2
TE, ZOBRIIMEPACTHLZ EEERLTEY., BRTHHRIH
BCTHDH I EEMRAR LT, BHAA A MRS UCHEBBC RS E W & B
L7t A MMPEIINZ I L, e DI R L < Z TS 2 &
MTE D, WITLH S DM &0 B L7263 AR 2 SR EHZ RN &

DB TIETEABD LT LE 95, ZO7dalfEiEk I
100 %DIEBIX AT HFTH D Z L1k, AR A Mkt LTEETH S, 5 ipm
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BLOFEE AR, AHOLEB TR R S o, ZORKIEL, FETH D
o-SiENs IZE D HDTH Y, BRTIHIKEANR Do T F AL MR Lo, FOLFE%
KFrFsEsLEZ2x6N5,

BULAFREL 1600 C. {RFEFRFM 1,4, 8 h, S LEOREIEEE 0 (HERER) L 1,5, 10
rpm DFAETE R LIS R D53 S RIE DR R B | JEBH R OGN 4 £
E TR w K 2-4 1TRT,

[BI5%% 0, 1 rpm D& ERSA: CIIAREFRER] 1 h LT, [Bl#528% 5 rpm DA SR
TIEPRFFRFR] 8 h T, AIHDGAHIE T 100 % DYILEI ST R TH 5,

# 2-3 TR LIEBR X BB of R & | 3 2-4 TR LSRR SR O R %t
95 & B0 Ca-0-SiAION WA TE 7= & X | AL CIZIE 100 %Dk
BN RTHLZLBDOND, FIERUEDFETH D o-SisNs DIRAFN D> 7=
& & AHDEHEE TR AMHERS S T, HOBIRAR A B AR & U CHEE RN
HRZRFT 57201214, Ca-a-SIAION BN AR TE DR MNP LETH D Z &
AN /3 g0 e

2-4-3 £

a—% U —F% )L NE & W BRI X% Ca-a-SIAION KOG A 1T -
VY, BV & B A L S E D T & T AR R O AR BRSO EE 43 A o~
DB Z T LT, AR O REEEECCIE, PREFRER 1 h TH—? Ca-0-SiAION
DEFLN T E Tz, BIHRED R & ARFFRFENIL 8 h WETH o 7=, RIESAIL, 7
W EHEEL & SRR 2 20 5 2 2 T IR D T E b o T,
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2-5 B—X Y —F )L URIZ L B Ca-0-SiAION ¥R O BSLER HF D [EiE L D
=

24 TlEr—& U —F L g% DT BUL R EEIZ K % Ca-a-SiAION By R DA hk
ATV, BULERRERE] & B A2 B S5 2 & T AR O LMK E 5y
AA~DOEBE R Uiz, PR OREHIIFIC—EThol, TOME,
)R [BI#E TIEHL— D Ca-a-SiAION OAFRICHERIA 23000 . 2 & b7
RIEARIRS 725 Z L idboinote, FIRRFHICH S IR L, il B R FF AR
THEEZES §2 2 & T, K FOEEZ I L7z Ca-a-SIAION HAHO & pls Hi
FTErEE\EZILND,

Z 2T 2-5 Tk, FHERE & sl B IR AR O Rz 2 b S ¥ 25 2 & THERK
M. RIEE AR RIE S B A T LT,

2-5-1 FEBRIGIE
JFUBH AR & U T a-21b 47 A FE(0-SisNs : FHEEERL SN-E10 /'L — )., %k
TAI=Uh (AIN: hZ7¥~8 FZ7L—FR), [REEH/NLT T L (CaCOs : il
LR MRS 99.99 %) ZAEM L7z, B RIZE T2 KFE (AB304-S,
METTLER TOLEDO) % T,
Ca0sSio6Al2400sNis2
DFBRIZ 722 X 91T, R 2-VITR LI ENENOFE KO B R AL 72, R
EHY R DIREIT AL A FRALER T 15 pE T o 72, IBRE LR R Z 5727
B O RIE T3 gfrE LTz, ZOFBHESW AR %Z BN 5 DIZIC ANz, %
DIFET NI FTHT T 7y FTEW, OB OHFLENICEE LT,
0—% U —F )L dFE H T, 2-14 |ZR LR BMILBR N &2 — eV R
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FEPARUT T 2-5 10" L7 BVAEIR BE | PREFRER, A0 ORIEEL D & T1T -
7oo ARGEVEHZ, TREOWPEIZ LV FHMh L7,
AR XOBRETR &

AR X AREHTIE A BGREIO A SAR O RE D 7= 12, RINT ULTIMA T (U 77
7) AL, Cu-Ka (A=1.54056 A) #, 40kV, 40 mA, A% ¥ W : 0.5°
/min, FEWAY >~ :2/3° WELAY v b :2/3° ZHAY v ME 0.6 mm D5

i1 o7,

L— a4 - HELE
L— W —[alfr « BELE IR O RLE /34 2 43 5 723012, 1064 (CILAS) %
L7ze MIRZAFTHAZ Y UEET R U U AKIERFIE SR o8, BT

HE LTz,

S e E R E
S Y EE RN E 1R O LU T R 2 TR D 72912, JASCO V-560 (H AS3)
ZAEHA L. 200 nm 7>5 800 nm JEE#uH CHIE Lo,

2-5-2 fER & BE
YR X BRETHIE

PREFIER 1, 4 h, PO OEEREL 5—0 rpm B8 LUV 5—1 rpm O ket
& L T1600 C, 1,4h, 0,1,5 rpm OFSLIREAETHEL LT ROB R X #E
PIORERN G, A% F L OT-REE 2-6 ITRT,

# 2-6 £V 1600 C. 1 h, 50 rpm DOEELMETEHE LB ERIT,
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Ca-a-SiAION & o-SisNs D B — 27 2358 H 172, 1600 C, 4 h, 50 rpm B LW
1600 °C. 4h, 5—1rpm OESLHESLMCTHEK L2 EKIL, Ca-a-SiAION O & — 7
DHBRD HITe, T DFERZ T 2 & ARG i = IR D LRFF LA
W CHEA TS D ATREME S RIR S T,

RLEE 534
[FIHA%L 5—0 rpm DR (FRFFRFR 1 h)

1600 “C. 1h, 50 rpm O LMETERR L7oHmRBS LN skl LT
1600 °C. 1h, 0,5 rpm OERLELGA:TERK L7283 K ORLE 5347 OFE R %X 2-15

(a) 2”7,

5—0 rpm & 0 rpm DO TERR LI RO R 2 Ll 2 & | KBS Ol
ICHEE R IR N7z, 5—0 rpm & 5 rpm DRETHK L7ZHRD
FERA T 5 & R@IBERFFLUMBICEERZ (D 5 2 & T, RESAMITEA <
Ipolz, ULEORERID . FRFEOERR IR T OBEOHIEIIZF 5T, i

.

AR LRI AR 2 10 2 L BRI R E <D T &R SN D,

[FIH55L 5—0 rpm DR (FrFFRFRH] 4 h)
1600 C. 4h, 50 rpm OBFLLATHE L2 ARB L HigGget e LT
1600 °C. 4h, 0,5 rpm OEGLERGA:TE AL L 7283 R ORLEE 54T OFE R %X 2-15
(b) IZRT,
5—0 rpm & 0 rpm OFAMFTEH L2 RORER A il d 2 & | KLEE /341 Ol
B R ZITER D bR o Tehy, Ee D E— 7 BRRAEMNZ 5T LT,
FIRFFD 5 rpm OEEESRFZEE ST LS 2 LB XHND, 50 rpm
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& 5pm DM TERM LI ROMER 2 el 2 & | el B PR LA [RlHs 2
k% Z & T, REDIIRS oo Te, LEDORIRNG | Femii B REF AR IS
[mlinz k72 Z &I L - T, K DOEENHIETE 72,

[FIH5EL 5—1 rpm DR (FRFFRFR] 4 h)

1600 C, 4h, 5—1 rpm OELESL:TERR L7oBmARB LN sl s LT
1600 °C. 4h, 1,5 rpm OEGLERGA:TERL L7283 R ORLEE 54T OFE R %X 2-15
(b) IZRT,

5—1 rpm & 1 ipm OFRFETER LT ROERZ T 5 & B f D H.
IRRFIZ 5 rpm CTHEERSE 5 2 & T, FESMBILL 8o 7z, FIREFFD 5 rpm O[H]
HRDVRL 2 B R SH D E 2 L7e B2 b5, 51 rpm & 5 ipm OFKRETE
LT ROBREZ T 2 & R@miBERFLREICEREZES 52 LT,
RIS AT BILL 72 o7z, LA EORERN G | BULEL T ORRE, BRI [a]fE 2 2
FTDHZ LTk, biTORENEAT, AR 1 h O&METIE, BlEEkE
BT DL, RAOREITMH S DB o7z, Lo U RITRLF DEEEN
ELe AR T DRRPGONT, ZOBHBIZHOWTIIELZ LS Dhro TR,

R DR (PRFFIF 4 hy [RIEE%L 5—0, 5—1 rpm)

1600 C. 4 h, 5—=0 rpm & 1600 C. 4 h, 5—1 rpm DM TERK LIZHKRD
RIFE AT DR R A 2-15 (b) (R T, Femill B PRI IR A 1 rpm (29
DT LK 0T, RIESANIAL Teotz, ZAUTREIRERRF LA O BRI X
V. K OER) & ZDOERIZA U TW AR TEEN AT EEZRL T\ 5,
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Gy C R E

BV 1600 °C. fRFEFFFM 1, 4 h, A0 OFEIEEHE 5—0 B8 LTV 5—1 rpm
DML, EEFE LT 1600 °C, 1,4 h, 0,1, 5 rpm OBULESLMACTARL L7
BIRO IS ERE OFE RS LB RO A £ & DI KA K 2-7 TR
R

3 ODEMT, AL TIEIE 100 % DL E TH D, 1h, 5—0 rpm D
T R XA ORI S a-SisNs DFER SRR S 728, AIDERER T
1E1E 100 %DIEBIH R ThH o772, T o-SisNa DR DB ME Th > 7272,
JERSI RIS B L RE S e holz b EZ TN D,

2-5-3 L0

K DU 2 il L7 Ca-0-SIAION BEAHDO B ZAT O 72d, m—& U —F )b
IF DR LNE e FARRFIE < R U, fem il B Prdir AR T < [Blfs S & 2 R
IR,

Ca-a-SiAION DAERRSSIE, Fe @i E R R LU I MR 2 (D 721F 5 AR, K
FEATIXPRFFRER] 1 h TIRREERZ LD 72129 DRI D0, PREFRFRE] 4 h Tl
FHR S 71T ) BREL RDMMNTH o To, Z DT OLREFFRERH] & B LD
BIfR & fciift - 2 MB35,
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140
ICaD-AKD, [ ICAOETALD,  CaleAbCh  Ca-2alOs CoO:8A4D, N0

- —]
[ R - el TEEY AR I

E"l:uuﬂu

| 2-1

Ca0-AL03-Si0: R [X] ¥
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#2-1 JREMM RO E &

Material Chemical composition (wt.%)

SisN, 71.56
AIN 15.68
CaCo, 12.76

Total 100.00
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Mass / %
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110 |
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100 |

1.0

— TG
— DTA| {|os

90

8 |

0.0
0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600

80

Temperature / C

2-2 TG-DTA DR
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2 / mm

6.0

5.8

5.6

54

5.2

5.0

4.8

4.6

4.4
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500

600

700

800 900 1000 1100 1200
Temperature / C

(12-3 By hTLRADRER
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2-4 HOF DY
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#2222 m—X%U—=F )L OHER

\JA2

=8 [Tk

REMAGEE 3kV

MNEAE~TE [W200 mm * H200 mm * D300 mm

FOtiE | @70 mm

EeLaE [1700°C

EHEE [1600 C

FEAK |[ZIEEEUYT T (MoSi) 8 &

REXN |BEOVIL

RIS @ 60 mm * @ 50 mm * L800 mm (SSA-S)

fP I B [ElER %] 1-10 rpm

HHE= N2, NH3
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X 2-5 @—& U —F% /)L fFD 4]
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1600 °C
1550 C
1500 °C

500 C

LR E

' ' ' N
1h,4h20 min, 7 h 40 min

0.5 °C/min — «—— 0.5 C/min

_______________________________________________________________________________________________

«—+— 2.0°C/min 2.0 °C/min —+>

2SN IE 5 ]

26 B—HF U —F /L OB N Z —
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1500 °C, 7 h 40 min, 1 rpm

= o ®
e
2
2
O °
. L

° L

. ! 1550 C, 1 h, 1 rpm
° o .. o U [ .. (J
10 20 30 40 50 60 70 80

2 @/deg(CuKa)

2-7  EMLBRIREE 1500, 1550, 1600 °C. £RFEFRFH] 1 h, 4 h 20 min, 7 h 40 min,
JROE D RHRE 1 rom DS TEVLEL L - &R KD
MR Xz —
® : Ca-0-SiAION., @ : o-SisNs4
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LR E

1600 C

500 C

0,1,5, 10 rpm

1,4,8h

0.5 C/min —

<—‘— 2.0 C/min

_____________________________________________________________________

+—— 0.5 C/min

___________________________

2.0 C/min —'—>

N A0 T A S

2-8 T—H& U —X )L NFDOEILEE R X —
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Intensity / a.u.

10 20 30 40 50 60 70 80
2 0/deg(CuKa)

2-9 BVLEEFE 1600 C. RFEFFEE 1 h, F.OE OREEEE 0, 1, 5, 10 rpm D
TRV L 7= B R R Oy R X fRaldr X 2 —
® : Ca-0-SiAION. @ : o-SisNs
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5 mm

2-10 EMVILERIEEE 1600 C. fREFEFR 1h, v —& U —F /L F O EEREK
10 rpm DM TER LT KD EER
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#2-3 BVUHRIEE 1600 °C. {£FEHFM 1,4, 8h, v —& U —F L ml#sEk 0, 1, 5,
10 rpm O FAFTE R L7230 R X BREPTIC X 24O v —2
S : Ca-a-SiAION. N : a-SizN4

XRD lh|4h|8h
0 rpm S S | ---
lrpm | S S S
Srpm |S,N|S,N| S
100rpm| S | - | --
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X 2-11 (a) BVLEIREE 1600 C, LRFFRFR] 1h, v —& U —F )L U fF D [ElHEEL
1 rom OZMHTERKR LK SEM # (700 %)

2-11 (b)  ZMVLERIEEE 1600 °C. PREFFF 1 h, 72— U —F L L F D[RRI
1 rom OFEMTER L72¥ERKD SEM 4 (10000 %)
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—_
(=}

9 (a)lh
— raw
8
2 — O rpm
£ & — lpm
=3
£ s — Srpm
‘é 4
g 3
g
& 2
1
0
0.1 1 10 100 1000
Particle size / pm
10
o | (0)4n
8 — O rpm
g — lpm
=]
g ¢ — 51pm
2
g 5
;; 4
g 3
g
=2
1
0
0.1 1 10 100 1000
Particle size / um
10
9| (c)8h
g — lrpm
s 5 — Smpm
g
2
g 5
% 4
§ 3
g
& 2
1
0
0.1 1 10 100 1000

Particle size / pm

4 2-12  EVLEEEE 1600 C. fREFRFM 1,4, 8 h, JF.OE DEIHEEE O, 1, 5, 10 rpm
DENETHEL LT R ORLE 4347
(a) : PRFEFIFM 1h, (b) : fREFIFRT 4 h, (o) @ PREFFE# 8 h
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Reflectance / %

100
90
80
70
60
50
40
30
20
10

0

%] 2-13

e e Y
I e

- — raw

I —— O rpm

I — 1 rpm

I — Srpm

400 450 500 550

600 650 700 750 800

Wave length / nm

JFEEHE S ¥ R L OBELERIRE 1600 °C. {RFEFFFRH 1 h,

7—% U —X /L FOEHEEL 0, 1, 5 rom DSFMHT
B U T2 R OPE R R
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3 2-4  BVIULERIEEE 1600 C. {RFFHFR] 1,4, 8 h, v —X U —F )L Al
0, 1,5, 10 rom O THK L7ZREI OO ERIEIC X D
ARG REIS D YL S 2 DR
O : AIDEREIB O YL AT F 03 90-100 % % HEFr
X AR YEREI O PR ST DN 80 %L N DWW A FAE

Reflectance [1 h|4 h|8 h
0 rpm OO --
1 rpm O]O] O
5 rpm X | X |[O
10 rpm Ol -1 -
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Srpm 0 rpm
1600 °C
1h
0.5 ‘C/min —, +—— 0.5 C/min
i
e
il
8
® 500°C
«—+— 2.0 °C/min 2.0 ‘C/min —+>
BRALIERERS
(a) 1600 C. 1h, 5—0rpm
5rpm 0 rpm
1600 °C
4h
0.5 °C/min ——, +— 0.5 °C/min
i
e
i
g2
& 500 C
++— 2.0 ‘C/min 2.0 °C/min —>
BALIRRFRA
(b) 1600 C. 4h, 5—0rpm
5rpm 1rpm
1600 C
4h
0.5 °C/min ——, +— 0.5 °C/min
i
g
i
2
& 500°C
++— 2.0 ‘C/min 2.0 °C/min —>
EALIRRFRA

(¢) 1600 C. 4h, 5—1rpm

X 2-14 v—& 1) —X )L NGOG K —
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#£2-5 v—XY —F)L R OBNLESA

Heat treatment temperature Soaking time Rotating rate

1600 C 1h 5—0 rpm
1600 C 4h 5—0 rpm
1600 °C 4h 5—1 rpm
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X 2-6  BVLBREEE 1600 C. fREFFEME 1,4h, v —% U —F% )L [alfRsL
520 B LV 51,0, 1, 5 rpm OFFETER LIZGEO
AR X MR X D ERMEO e —2
S : Ca-a-SiAION. N : a-SizN4

XRD lh| 4h
5—0rpm|S,N| S
S5—1lrpm| --- [ S
5 rpm S,N|S, N
1 rpm — | S
0 rpm S S
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Ih
astl—— 1600°C, 1h, 0 rpm (a)

4T — 1600 C, 1 h, 5 rpm
35 | = 1600 C, 1 h, 5—0 rpm

Frequency distribution / %

0.5
0
0.01 0.1 1 10 100 1000
Particle size / pm
5
b)4 h
45 [ | —— 1600 °C,4h, 0 rpm (b)
4| —— 1600 °C,4h, 1 rpm
N
~ 35| —— y
2 1600 °C, 4 h, 5 rppm
'§ 31| —— 1600 °C, 4 h, 5—0 rpm
Z 25 || —— 1600°C,4h, 51 rpm
o
> 2
Q
[=}
2 1s
o
2
59 1
0.5
0
0.01 0.1 1 10 100 1000

Particle size / um

X 2-15 ELEHEFE 1600 C. fRFFRER] 1, 4 h, 4L O RIEEL
0.1.5.5—=0 BL O 5—1 rom O THAK LT
¥ R OO RLE 45 A
(a) : PREFIFR 1 h, (b) : PREFIFRE] 4 h
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#2-7 BVLENEEE 1600 C. fREFFFE 1,4h, v —% U —F )L a5k
5—0 B LN 5—1.0. 1, 5rpm DM TEHER LTIZEHRD
G EERIENT K 2 IR AR O YRS S 2R D FEA
O = AIEEREIR O JLE ST 08 90-100 % % HEFF
X RIREREIR O P ST DY 80 Y%L N DI IMFAE

Reflectance |1 h|4 h
5-0rpm | O[O
5—1rpm |--|O
5 rpm X | X
1 rpm -1 O
0 rpm OO
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/n’r‘3in

0o B

n—& U —X)L Rz D

Ca-a-SiAlION:Eu ¥3 K D&k

3-1 XL ®IC

ARETIE, v—% ) —F )V iz AV BULBRYEIC X 5 Ca-0-SiAION:Eu K
DEZITV, B —F U =% )L O RS, BULEORE ., REFRFR-I2
Ca-0-SiAION:Eu D& U IV TR, B F B KIE TR L BT Lz, 37,
3-2 T Ca-a-SiAION:Eu OAERKIZET 5 PR 21772, 3-3 Tr—X U —=%
VNP K% Ca-0-SiAION:Eu ¥y K DG RO BVLBR E 2 I E LTz, 3-4 Tldm
— X =X)L IR K % Ca-a-SiAION:Eu ¥ K O A Al KA E 3 BVILER R[] & [a]dis
OB E R Lz,

3-2 Ca-a-SiAION:Eu DA RIZEE T % TRkt

BV 2 IR 5 72 D12 2-2 TIT 5 72 Ca-a-SiAION DA R SR 2 BT 5 1R
i & [AEDORE % Ca-a-SiAION:Eu (22 THT 9, i eid 750 C T CaCOs DESy
fEELZ D, 1500 CTH 5 CaO, ALOs, SiO: O =5y R DN AT 5, Eu
WIS CaCOs DEV R, WAHA L, 35 & O Ca-a-SiAION:Eu AR DIEEIZ E D X

D IR S h BT MRET LTz,
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3-2-1 EBI7ik

JEBH AR & LT a-28{k 7 A FE(o-SisNs : FHBLFER SN-E10 7' L— R), %1k
THI=UL (AIN: h7 <8 FZ7L—FR), REEAI/NLVT A (CaCOs : Fifli
JEALFRL, BT 99.99 %) . b —r B'D A (EwOs : RS2 ERL, LA 99.9 %)
A Uiz, M ARIZE 7798 KFE (AB304-S. METTLER TOLEDO) % A\
<.

Ca094Eu0.06SisAI;ONs
DFBRIZ 722 X 91T, R3-TITR LIZEZNENOFE KO BE &AL 72, R
BHYR DR G IXE A FRALLT 15 T o 72, JREHESBHARIL. TiLoHl
e N S 2 T i

NAEEVE S HT (TG-DTA)
TRAEENE B SHTIE Ca-0-SiAION:Eu DS OB & BEE S A 72012,
STA 409 CD (NETZSCH) ZfEfH L., “HEFHK F T30 TH»5H 1600 COIRE

EE P A FESEFE 20 °C/min THIE L7,

IEREREE (B y N7 LX)

By b7 b A% Ca-a-SiAION:Eu DA RS 1 OWAR A RGIREE 2 RS 2 728
(2. FVHP-1-3 FTR-20-3VH (& L& T3) ZHEHA L, EEFMEX T T500 C
225 1600 “COIE LR 2 FIEEE 20 C/min TEULEE L, #EIO 20 2 JIE L

7’»
—o
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3-2-2 f Rk & BLE

3-1 12 TG OFER %A 777, 750 “CT CaCOs DERIZ L 2 FHEW D DR 5
Nz, 222 TiTo RO R & —E LT,

3-2 |2 DTA O R &7, 750 CTHRENDFER ST, 2-2 TIT o T2 BRI
DFREHL—H L, 1250 T2 5 1600 CIZoiF TRAE—7 BRE LN, T
TN AR Lizlzd B2 b5,

33 2Ry P VRIS K DB OEN DR R 2 R~ AADEMIZ LD
1500 ‘COFELOUHED MR STz, 2-2 TITo e BIRIMO R & —B LT,

3-2-3 £&0

Ca-0-SiAION:Eu A BUGIZ BT D it 217 9 728, TG (2 L 2 EEZ AL, DTA
ICEBBIE L, BLOE Y b7 L AT BB OB 258 Lz, £ OhEF,
750 CT CaCOs DEVIREMHE Z W | 1250 CH>5H CaO, ALOs, SiO: D =fk4y%
DA T D Z & DD o7, Eu BERMOFR LV HARVEEE D HHEAE A A
L7,

3-3 B—F V—F L UFIZ L B Ca-0-SiAlION:Eu By R DERRED
BALFRIR BE DR E
3-22 OfEREZ L LT, BRI —Z 1 —F )L TO Ca-0-SiAION:Eu &3

BREZATV, FEREMEO—D>TH 2 BILIIRE 20 E LT,

3-3-1 FEB ik
JFUBH R & U C a-Z1b 7 A FE(o-SisNs : FEEPERL SN-E10 7' L — k), %k
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TNAI=UA (AIN: h7 <8 FZ7L—FR), [REEI /LT A (CaCOs : FEifli
B8 M 99.99 %) . BRfbo—rm B0 A (EwOs : Fb 25, #E 99.9 %)
M U7, JREHRITE 704 KFE (AB304-S. METTLER TOLEDO) % >
<.

CaossEuo0sSisAI;ONis
DR 72 D X DT, R3-VIRLIZENENDEEH RO EREZFER LTz, K
BHYRDOIRGITEAL T A FRAEET 15 T o 72, IBE LB R Z 5727
WEF IR T3 gfrE LTz, ZOREHEAGKRZ BN -5 OIZIC AN, %
DIFNET NI FTRHT T 7y FTEW, FOEOHFLEIZHEE LT,

n—% U —=F )L VT, X 3-4 128 LT BB N 2 — A2 HEV BVLEE
R 1550, 1600 °C, FRFFHFRT 4 h, 7 h 20 min, 70 OEEREIL 1 rpm, ERE
PR DS T TiTo 7o, RFIERIE 2 SOBULEIRFE ST, BULEL 2RO

I —EIC 72 % £ O ICIRE Lc, BREEHT, TREOBIES LV 7l L7,

YR X BRETHIE

AR X AREHTIL A BGREIO A SAE O RED7-HIZ, RINT ULTIMA T (U 77
7) AL, Cu-Ka (A=1.54056 A) #, 40kV, 40 mA, A% ¥ W : 0.5°
fmin, FEWAY > b :2/3° WELAY v b :2/3° ZHAY v ME 0.6 mm DS

i1 o 77,

3-3-2 SEERFE R

X 3-5 IZE RO K X BRIEHrOFERE/R$, 1550 °C. 7h20 min, 1rpm

DM TERR LB RIL, Ca-0-SiAION, a-SisNs 35 L TV AIN (Aluminum Nitride :
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ICDD %7 — R No. 25-1133) O —7 2@ biviz, O a-SisNs I KX O AIN 13,
REISOFEETHD LEX BILD, T DKM TIL Ca-0-SiAION:Eu DAL TET
LW Z ERbhotz, 1600 C, 4h, 1 rpm DFMETERK L72HROHK Fix

Ca-a-SiAION DY — 727 OH MO BTz, 1600 ‘COBGLEMEEE T, PREFRFH]

1 h TH—® Ca-a-SiAlION:Eu DA TE 5 Z &b o Tz,

3-3-3 ¥
B—® Ca-0-SiAION:Eu O & f%iL. BULEIRE 1600 C. {RFEFM 4 h TIT 2

DI ENDNoTn, REBROBMEEEE X 1600 CIZHRE LT,

3-4 u—# Y —F)LUIFIZ L B Ca-0-SiAION:Eu 3 R DA FRICKIET
BSLERRE & B OE
7—% U —% )L A & W2 BULERIELC X % Ca-a-SiAION:Eu 3 RO AL Z 1T
STz, BULPRERR] & PR A 2L S/ 5 2 & T, AR RO A AR ORLE 434
DR R LT,

3-4-1 EBI7iE

JREH AR & LT a-2 07 A H(a-SisNa : FHEBLEERL, SN-E10 7' L — ), %1k
TNHI=UL (AIN: h7 <8 FZ7L—FR), RNV T A (CaCOs : miifli
JEALRL BT 99.99 %) . b —r B'D A (BwOs : R L2HRL, LA 99.9 %)
A L7z, FREHR RIZE 98 KFE (AB304-S. METTLER TOLEDO) % fv»
<.

Ca0.94Fu0.06S19AI3ONI15
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DRI 2D L DI, RI-VIIRLTEEZNENDFEE ROEE LTI L 72, R
BE R OIRGITEA T A FRIFLER T 15 T o 72, IRA LB R A 577
OE AW RFEC 3 g FER LTz, ZOFBHEG AR E BN o5 21T ANz, 2
DFET VI FTHT Ty FTEY, FOEORLERICEE LT,

n—2 U —F% )L Rz VT, [ 3-6 128 LTCBVLBR N 2 — eV BVLE]
IR 1600 C. PRFEFIRF 1,4, 8 hy JF.0AE OEIEEENIE 0, 0.5, 1 rppm, EHRFFHK D

FFETTIT o7z, GEGUEHT, TREDOHEES & 0 &M L 72,

ByR X el E

AR X BRETIEE RO A RAB DO FRIED 7212, RINT ULTIMA 1T (U 4
7) ML, Cu-Ka (A=1.54056 A) #t, 40kV. 40 mA, AF ¥ #HE : 0.5°
/min, FEHWAY > b 2 2/3°0 WELA Y > b 12/3°, 2R Y Mg 0.6 mm DS

1T o7,

L—H—[alfr - #hLis
U—H—[alr « BELEITREBL ORI E 5/ 2155 72912, 1064 (CILAS) % {#
L7ze B3 RZATY A XY UEET N U AKIBFKRTIBEER S, BT

HE LT,

o3 e E

S R E TR O IERU S R 2T D 72912, JASCO V-560 (HAS3E)
ZAEH L. 200 nm 7>5 800 nm JEE&iPH CTHIE L7,
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SrtEOECERE

B O b L 3 K ORI R ORIE & FH R D 7ol Ay ek ek FEIE 1
F-4500 (ASin~A 7 27) ZAEMA L, Bt 200 nm 225 600 nm, FEti% 200 nm
725 900 nm DS HPH THRIE L7z,

I A7 Rv AT M DB D RFER RSB D MEIZER L.,
Z D = R F— (A2 BRI LT b D,

FHART PV FHERO =RV — M —EIZ L TR E, R0z
WREAELTHHELIEHD,

3-4-2 fi R & BLE
YR X BRETHIE
PRIFIERIZ b D528 (114555 1 rpm)

BVILEIR FE 1600 °C. FRFEFEER 1, 4, 8 hy A0 OEIEEEL 1 rpm D5 TARK
L7 BBROBAR X BREHT O R % (4 3-7 1237, PREFRFH] 1 h 1% Ca-a-SiAION
DIEHMT, a-SisNs & AIN (Aluminum Nitride : ICDD % — K No.25-1133) @ £&—
IO NI, TIUIRKICDFEE TH D EEZ B D, RFFRFH 4,8 h D&
AL, Ca-a-SIAION D E'— 27 OHMPFHED HiLiz, Eu OIRIML7Z R TH—O
Ca-0-SIAION:Eu Z &% T 256, REFIFHDS 4 h L EMETH D 2 L AVRIR S
i,

BUVLPRIEFE 1600 °C. RFFIFR 1, 4, 8 h, fA.0E OEEEL 0 (JEE]HR) , 0.5, 1 rpm
DEMTER LTI ROME X BEHTOR RN, AfitiE £ Lo r R
3.2 (TR,

REFIER] 1 h O TIX, H—0 Ca-0-SiAION:Eu DAL TE o712, [[]
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HREL 0 rpm DB RS TIiE, AFFFFR 4 h TH H— D Ca-a-SiAION:Eu DA%
T& ol HEEE 05, 1 rpm OAMSEME TITRFFEM 4 h T, BH—o
Ca-0-SiAION:Eu D& CT&E 72, Eu ZWNN U722 CIRRFAREI 2N 4 h DA 1, $£72
iR SH 5 2 LICk > T, H—0 Ca-0-SiAION:Eu N AL TE 5 2 EAURB S 1L
7

RLEE 53 At
PREFIF O (154K 1 rppm)

PRFFIFI] 1, 4, 8 h DRI TEL L 72 B R DKL AT HIE DR A X 3-8 1T7R
o PRFFIFM 1,4, 8 h ORMTER LTRIZ, FAET DR B ORI ICBHZE 72
ZFRBO SN ol 1h & 4h OFRETER LM RORLE 30 2 i+ %
&L Ah DRMED TN RBLA AN KEL o7z, 4h & 8h DFEMFTEK LI
RKOBIERAZ LI L ThH, 8h DRI RRILABANCKE e o7z, IREF
IRFfH] & 4,8 h LIER L7 Z LI R0 (B Z I LTChFDOREDNEATZ L Z 2 6
ns,

R DR (PRFFRFR 1 h)

A LE OREREL 0 (FEEIER) L 0.5, 1 rpm DOZMETARL L 72 K ORLE /A ]
EDFERZX 3-9 (a) 127779, 0.5 pm & 0 rpm DM TAHAR LIZHR ORI Sy
izt d 5 &, 0.5 pm OFREO T PRIE SIS 72572, 1pm & 0.5 rpm
DEMETER LT RORLE N 2 ik § 2 & B R ZTRD biviehro T,
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R DR (TRFFRFR] 4 h)

A LVE OIREEEL 0 (EEIER) L 0.5, 1 rpm DOZfETARL L 72K K ORLE /A
EDRE Rz 3-9 (b) (TR d, 3 DDORMT, FFET DR FREOFPIZ AR 7278
IR BN Do 7=, 0.5 rpm & 0 rpm DA TH L L7280 R DORLE /545 % Heif
THE, 0.5pm DO F PRI RKE 72572, Trpm & 0.5 rpm D5
P CEE LT R ORLE 534 2 b9~ 5 & 0.5 rpm D SAFD I 3 KR4l
R&EL oz, Bu ORI LIZR T, [BlEEEL 0.5 rpm TR FOEEIZTF G T 5
B &% L, B 1 rpm THIFORHEZIHIT 2@ 235 2 Ldbinolz,

oy G E
PRFFIF AL DB (IMHE5X 1 rpm)

BULPRIREE 1600 C. REFREM] 1, 4, 8 hy JFLE OEHEEL 1 rpm D Fh: TH AL
L= R D5y SR E OFE R 2 X 3-10 127797, 400 nm 7> 5 600 nm O FEIE
T T, NSRS, ZHUZ Eu IO EE L EZ2 Tn5 D, 2070
JEWH SR ORFEHT, 600 nm 2> 5 800 nm OFEIETITH 2 & &35, RFFREHIC
3030 B3, 600 nm 7> 5 800 nm DFEIK TIFIE 100 %DILH IR TH 5 Z & 23
MR CE BHEREITA LN o7, L LRKISDJFEENCTH 5 0-SisNa & AIN
DOFEE DL B AV RFFIER] 1 h CHR L7 oRIX, PREFRER] 4,8 h THAL L 724
MR XL I RS THLER L o T,

BULPREE 1600 C. PREFIRF 1, 4, 8 h, J7 LA OIS 0 (HE[E]HEE) , 0.5, 1 rppm
DEMTHERR LT EMRO N ERE OFE RO . IS ORI 2 £ &
DR EFK 33 ITRT,

T RT DKM T, 600-800 nm D FEIE D HEH S HT RIS, 1FIF 100 % 2 #EFF L 7=,
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AT L DR X BB & IR RIZBEEENH D Z L Nbro T 5,
1600 °C, 1h, 0,05, 1 rpm DML LTV 1600 C, 4h, 0rpm OFMET, KX
FRIEHT DFER DD 0-SisNa & AIN DOFREE D3RR ZA72 73, 600-800 nm D FEIK DL
BORCHTENEIT 100 %2 HERF L72, T 0-SisNs & AIN O BMEE TH - 72
7o, YRR RICH B RIS R olc b BEZ TV D,

Syt E

PREFRF I L O ([FH25 1 rpm)

BVLVERYEE 1600 °C. fRFEFFERD 1, 4, 8 h, JF.LE OEIFREL 1 rpm DS THK
L7 BRORE - dERIEORFEREZK 3-11 17T, B LRI, 540
& G OB 2T THRIAVWEIE 2N FTRE T ¥ . 590 nm S5 DB AFE N 2 7R
T HOURHER B — 7 MEO R S THIT 2 L fRFIFH 4,8 h TEMR L72HA
ZHEAOREFRFRE] | h THOLRREDN S DGR & I o7z, REFREE] 1 h THER L 728
K, BR X BREPTL Y a-SisNa & AIN OFRE BRI TN D, LLEORERED
O PRFFRFI A LIC X 2200, AR ORERKE W EARE SN,

R D (PREFRFRAT 1 h)

JALVE ORI 0 (FE[EHR) |, 0.5, 1 rpm O TER L2 S MEDRIR - 45
HE DR RZM 3-12 (a) (R, #OMRMEZ B — 27 B DOm S THET 5 &
[EHA%% 0 rpm TEHK LIZIR D e BN FrE A2 R L7z, [EHEE 1 rpm THRK L
T ARIIRL AR £ DAL R N FEL 2 | [BIEEEL 0.5, 0 pm K 0 & RSB
WP D ST EBERDIND, LLEDORER)N G NI K D a0t RS
FRAH DN K E N EARB ST,
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[FIHRER DR (PREFFIERT 4 h)

B 1600 °C. {RFEFFFM 4 b, JFOE OREEES 0 (HEEHEL) |, 0.5, 1 rpm
DIAFTEHE LI ROBIE - #OEHIEORE R 2K 3-12 (b) 1T77, #OLFF
Pead v — 7 BEOR S THKT 5 & B4 0.5, 1 rpm TEHRK L72BRITBE 7
ZEITRD B Do To, [BHEEL 0 rpm THRL L 7By RIZREG R OB 23 & -
Tl HEREN S DRER L R 0Tz, LLEORE R & B IC K 08
FRPEIL, ZERRFEDRENR K N & DRI S 7,

3-4-3 £ &0

7—% U —% )L A & W BULERIELC X % Ca-a-SiAION:Eu ¥y KD AL Z 1T
VN, BVLERRRRD & AR A S L S A 2 8T, AR O AR, RIS A
WP~ DB RE LT,

Eu O L7253 TH— O Ca-a-SiAlON:Eu Z &3 256, MRFFFER 2% 4 h B
EVETH -T2, £ 0.5, 1 pm DT, H—0 Ca-a-SiAION:Eu D4
FEATET Uic, [BHEIZ K 0RO — 1272 0 | SUSHEATE D & & 2
Hd, FREERHUC Lo TR DRIE A 2R Uiz, BRI Sl il 23 770
T5ZEDIRBE I, ARMOFBIZ LY | B - BOEHE ORE RIS ZE DR
D LAz, #wOCR L U THEE RN « #CRrME 2 IR FF T 5 7291213, Ca-a-SiAION
HAINA R CE 5B NETHD Z EBRR SNz,
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7 3-1 FEEm RO EEL

Material Chemical composition (wt.%)

Si;N, 64.90
AIN 18.97
CaCO, 14.51
Eu,0, 1.63

Total 100.00
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120

s | —— Nondoped

1o | — Eu-doped

105
X
~ 100 |
[72]
3
=

95 |

~—
90 |
85 |
[0}
750 C
80 - -
0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Temperature / °C

3-1 TG OHkH

25 | E— NOI’IdOp ed

— Eu-doped

1500 °C
1250 C

DTA / (uwV/mg)

—_

05

0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Temperature / °C

3-2 DTA OfEHR
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6.0

5.5

50

g
=
Eo|
B

4.0

—— Nondoped
33 — Eu-doped 1500 C
3.0
500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600

Temperature / °C

X]3-3 v T L ADORER
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BANIRE

1600 C[* 1 rpm
2 ________________________________________
1550 °C

4h,7h20 min
0.5 °C/min — i |

T ) A — AN S :

«i— 2.0 C/min 2.0 °C/min——

20 IR I

3-4 B—& U —F )L ROBMER N Z —
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Intensity / a.u.

1550 °C, 7 h 20 min, 1 rpm

10 20 30 40 50 60 70 80
2 6/deg(CuKa)

3-5  EMVILERIEFE 1550, 1600 °C. £RAEFFEFH 4 h, 7 h 20 min,
JALVE DORIEEE 1 rom O St TEVLER L 72
BRI RO AR X BRalHr 2 —
® : Ca-0-SiAION, @ : o-SisNs, @ : AIN

70



HERE

1600 °C

500 C

+—— 0.5 C/min

2.0 °C/min —'—>

0,0.5,1 rpm
1,4,8h
0.5 C/min —
«—+— 2.0 °C/min
N A0 T A S

3-6 B—H U —F )L RORBMER N Z —
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Intensity / a.u.

10 20 30 40 50 60 70 80
2 6/deg(CuKa)

3-7  EVLVERIEEE 1600 C. PREFEERM 1, 4, 8 h, 4F.LAE OEIFEEL | rppm OS5 T

BMLER L 72 B R DR X #RlEl /8 2 —

® : Ca-0-SiAION, @ : a-SisNs, @ : AIN
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#3-2 BVOUEEEE 1600 C. fREFRFHE 1,4,8 h, = —& U —3F /L [ElRE
0.0.5, 1 rpm O TEHEK L72EIO MR X #RETIC L 5
ERFED B — 2
S : Ca-0-SiAION, N : a-SisNa, A : AIN

XRD lh 4 h 8 h
Orpm |S,N, A[S, N, Al ---
0.5rpm|S, N, A S ---
lpm |S,N,A|l S S
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W
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Frequency distribution / %

e
W
T

(=]

0.01 0.1 1 10 100 1000
Particle size / um

3-8  EMILVEEIEFE 1600 °C. fRFEFFEFM 1,4, 8 h, JF.LE OEIHEEL 1 rpm D
SMETERR LT R DR 5 AR
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(V)]

[ (@)1h

e b
W wn B~ W
T T T

N
(9]
T

Frequency distribution / %
T

o
(%}
T

0.01 0.1 1 10 100 1000
Particle size / um

Frequency distribution / %

0.01 0.1 1 10 100 1000
Particle size / pm

3-9  EVILERIRE 1600 °C, FRFFFRE 1,4 h, 4.0 OEEREL 0, 0.5, 1 rpm O
S CERR LI R Ok Sy A
(a) : PRIFEFR 1 h, (b) : PréFHFER] 4 h
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100
90
80
70
60 |
50 |
40 | —— 1h
30 | — 4h
20 — 8h
10 |
0

Reflectance / %

400 450 500 550 600 650 700 750 800
Wave length / nm

3-10  ZMLELEFE 1600 C. PREFFFR] 1,4, 8 h, B —& U —F /L IR ORIEEEKL
1 rpm DA TERR L 72y R O R 2
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7 3-3 BMULERIEEE 1600 C. fRFFHFR] 1,4, 8 h, v —X U —F )L Al
0, 0.5, 1 rpm DM THRR LT3 B D43 e ERIEIC L 5
AR RIS O YIRS 32 D BEAMh
O : 600-800 nm DFEIRKDILESET 2 90-100 % % HEFF
X 1 600-800 nm D FEIRDILE G Z DS 80 %Lh T DRI FAE

Reflectance | 1h 4 h 8 h
0 rpm O O ---
0.5 rpm O O ---
1 rpm O O O
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Excitation Emission

PL intensity / a.u.

200 300 400 500 600 700 800
Wave length / nm

3-11  PVLEREEE 1600 C. fRFEFFRFR 1,4, 8 h, B —H U —F LU 4FD
[EIREL 1 rpm DR TEHER L2 EROIE - 5 YeHk:
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(a) 1h Excitation Emission

PL intensity / a.u.

200 300 400 500 600 700 800
Wave length / nm

(b)4 h — 0 rpm

Excitation Emission

PL intensity / a.u.

200 300 400 500 600 700 800
Wave length / nm

3-12 BVULEEEE 1600 C. {REHFR] 1,4h, v —& V) — )L o mEllsE
0,0.5, 1 rpm O TER LT RO EHE « H 6
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FE

\IR

a-SiAION DEOE L L TOHEEE 2 126, A — R EOSRRRIZIE S D
DD D EFNFMELIRT S LA & 72572, B—7 s K ORI
THZENEETH D, o-SIAION BREGHITEC, BRaEE £ #E L CELH
THHETITONUL TS, L L ZOFETIEERM KON —EES, Kk
INAE)— WO RN H LD, ZHODMBEZUGET L2, v—2 U —% )1
IREMEA L. B R A B L2 DRV S TEEBRA L. £ ORI
ERE L7, AMFiEe — 2 U —F LU E AW AW BRI K D
Ca-0-SiAION 3 KX U Ca-a-SiAION:Eu ¥y RDERLAATV, m—X U —F /L D
[Elfingk, BVLHEOIREE . PREFREM Y 0-SiAION 1 L O Ca-a-SiAION:Eu ¥y K DA

FRAZIBWTARAE, BB RIE T B A et LT,

B ETIE., S LT, 14722 (SIAION) OEHE: L OB DY A4 7
o ORI R A RIEA RN, o —& U —3F L OB L ORI 1] 2 25
. ARFZED BRI DWW TR LT,

F2ETIH, n—F U —F L 2 O BBLEREIZ L % Ca-a-SiAION FiR
DEREITV, B—F U —F L IFomtakk, BREORE, (FRERR 2,
Ca-0-SIAION D FAZ BV TAMAR, KL FEICKIETRBIZ OV TERE L,

ZORER, FRHIEE W AT, FRFH TH—0 Ca-0-SIAION OB TE

BLEE AT RO EHRE & OB 20 2 2 & T IR D 2 &b ho T,
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FTZH—0 Ca-0-SiAION DAL, HIEIRERFFLAFICHEERZ IEO 71T 5 2
By, RIEEAIIRFFRERIC L o TR o 7o, F D72 ORFFRER & B E 21
DR E LT AMERH D Z Enbnoiz,

FIETIE, v —F U —F L FE AW BULEEIZ X% Ca-0-SiAION:Eu 7
KOGHEATV, v—% U —F )L Ao, BULE O, REFRR- 2,
Ca-0-SiAION:Eu DERUTISWVTHERAR, KL, PR IEIC KT TR OV
THE LT,

H—® Ca-0-SiAION:Eu Z & 256, PR 4 h A LS EETH o7z,
FEHRSE D Z LT, BH—0 Ca-0-SiAION:Eu DARNFE T Lz, [EHEIZ LD
RO N 12720 . USHEATRE D L EZ bND, KEN A TAEEK
(C ko T o7z, bl - #OLHEDORERIT. ERMHORERKRE hoTz, #
SR & U CHEERR - sOFEZ (R 5 7201213, Ca-a-SIAION BEAHA AL
TELERBPMETH DL Z LRI NT,

FATETIE, RETE LT, AEORNEEE L O,

4i%DR

=N

A EIOEBRTHR LIZMRKORLE DAL, %< OHE 3 2OE—7 ko5
il ieoiz, HAOBITEW, RENZE A 70T, REHIETE 22 LRH
FLWA, ZFZETORBEEMNZMELT 2 2 LICITEL R oT, RERTSE
% L 7= Ca-a-SiAION $ X O Ca-a-SiAION:Eu By K (%, [FI#H5I1Z K 2 KR O3S A3k

FAARRIZ Ko T, BEEOIIHNC S L7aWMEAIIZH o 72, F /2B —D SiAION D
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AR, R 50 b L <URREHEZ 16O 2 MED B D, K534 & SIAION
AERRDOWENBE R D & AR AR A 1D 5 B 2 a4 2 s
bHLEZDBND,

F T BHE SR ORLE O BT S ERET T E o oy, B R ORI
DN B KIET—DDRFTHLH720, JFRERORL 7B %24 2 TIT 9 5
LRI OMER DD EEZDND,

SRIDFRDE MM RORE M DL N3 OO —7 Zffo ol & LT,
RN EEANEE) L TR AREMEN B XA BN D, £ 2 THOENITH
BEN 2 oA Te Z & T, R 2 FRHIHY I CED) S 5 ZBRBBE L TV 5,

%I, BEEDY A 7 1 CHOBMRB R G BIE TR LT 2B e = A0IEIE,
A LRBMNG O Z & THRISHETT 5, m—42 U —F /L U FoOREERIC X
0. ORI NEET D Z LT K o TRFRIE T ADPRE il B, RsE
TICwET2&EFEA26ND, £ THRELEMER—F ) —F )L TIT D
EHRL, BT LTOWIEDRH D E B TWD,
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KL aELDHITHY ., FEFICELOTNE, THRERLOIC I 3E~
THEFE L7,

EBORS L5 EAL R e i AR, ST 80% (Bl EBORT~ A
ra - F )Ty a Y=gt X — BEER) ([TIX, EEDBFREREL L
THIREEICEE SN T LA HICEDS ETO 3 FM, WFsiEE), B WA
[CBALC, MU TS T, JHIREAIBY L7, DXL, BILE L
EFES,

EBOR T BB PGS B IId, AL oFEARRIZB VT,
BEQEBUREHIE LTHE X L,

MNIATBOEN WV - MEHFZEE T T 2 v 7 Ak v ¥ — FERL e
K7 N—7 WMz ERgEa . Ehi 17 Vv —7" KRS 7 v—7 1 —
H—IZid, HEATH S T-EEOFRERYH L LTHEEL LWMFET —~v & 5
ZTCHE, 728 2 FRICHOR Y AR AT 5 L TOMEER b NTIEFITE
HRMEEEZWEEE L, LEVELE L BT ET,

Z LT, ZHE TRPAEEICBWTIEFE L7z 238208 2 L T & 2t mAE
SRR, ATHERRK, EBRAIKE L OFERARK, BE - %E-F., LT
EEOBERICH LN BIEH L TWET, KYIZHVNRE ) TINELE,

PLEICHR_RE LA KRR A Z R T 52 2B TCHEELEELL D
TN BESHfLER L BT ET,
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(NE S

5 BYLEF D SisNs R—LDFE

5-1 ZC®IC

92 ETOERMBRETIL, BULEIC L b2 DR FREITIZE A EDBHERD
HIETHY , KAEEOMHEITHE LN E N> TS, R—/L I LTHR
ER— IV ERETAIL, BN TR L AR — AR EZET 5 LI L0, B
ATHHETHY, FERIZDDIENIZ SsNe AR — L& AL, B —F U —F )L JF
THWIET 22 L0k, KT OREZIH L, B—RKERFTE5 L5
ZToe T THDEOHIIFEHEAM AR L & BIZ SENe AR —/LZ AL T, B—%
U —F L e W2 BMLEREIZ X% Ca-a-SIAIONM R DGR Z 1TV, AR R
DA AR SORLE /3 AT ~ DB A Fit LT,

5-2 ERGE

JFEH AR & LT a-ZIb 7 A H(0-SisNs : FHELFER SN-E10 7' L— ), £/k
THI=UA (AIN: h7 <8 FZ7L—FR), [REEI VDA (CaCOs : FEifli
FEALFEL MBS 99.99 %) ZAEM L7z, REHR RIZE 24 KFE (AB304-S,
METTLER TOLEDO) % i\ T,

CaosSivsAl2.400sNis2

DFFRIZ72 2 K 91T, KSR LIcENENDIREH RO R E AR L7z, JR'
EHROIRE XA A FRFLELT 15 RTTo 72, 1BRE LTZE R %2 5707z

WEFOITRFEC 3 gfEE LT, ZOFEHREM A & SisNe AR —/ (SUN-11, ¢ 5
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mm, =% h—) 16, 40, 80 fflZ BN 5 DIFIZ ATz, 22 FE7 VI FH
7Ty NTTEW, FFLE OFLENIZEE Lz,

b—& U —F LR A VT, X 5-1 (2R L2 BVILER R &7 — (1 2hE W BVLER
IR 1600 C. PRFEFIRFRE] 1 h, 470 OREIEEEUL 1 rpm, ERFHKOSM T T1T
ofc, ARGREHT. FRROBEIC XV 7 L 72,

IR X BRETHIE

AR X BREHTIE A BGREIO A SAE O RIED7-HIZ, RINT ULTIMA T (U 77
7) &M L. Cu-Ka (A=1.54056 A) #, 40kV, 40mA, AF ¥ I : 0.5°
/min, FEWAY >~ :2/3° WELAY v b :2/3° ZHAY v ME 0.6 mm D5

1T o7,

S e E R E
S R E TR OIS S R 2 TR D 7212, JASCO V-560 (HAS3)
ZEF L. 200 nm 7> 5 800 nm JF&iPH CHlE L7,

53 MRLEE

JFEHE AR & & BT SisNs AR —/L % 16, 40, 80 fHAN THRK L&MW RDE
B 5217 T .3 005K T HRFDML S EEE L TV DHERTF MR TE 72,
F72 SNa AR —/L 40 HOFMATIT S fH, SuNe A —/L 80 DL TIZ 34 D
R—=ILNDENEDIMIH TS Z &R SN,

BULPRIEFE 1600 ‘C. PREFRFR] 1 by H0E OEHEEL | rpm OFMAT, FUEHE
ERRE & HIT SisNa R —/L % 16, 40, 80 THAN TH L7-FER, B L O
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AREFOBVLERRE 1600 °C., FRFFFRT 1 h, P& OBEIEEEL 1 rpm, SisNs R —/1 0
EDOSEMETERK LIS RO AR X R ORE R 2K 5-3 1777,

SisNa AR —/b 16 HDSRMETHER LI ARIL, Ca-a-SiAION, a-SisNs 35 LT BN

(Boron Nitride : ICDD % — K No. 45-1171) O E'—27 23388 b7z, SisNa R —/1
40 B OLAFTERK L= MAEIL, Ca-a-SiAION & BN O E— 7 23588 54172, SisNs
R—/L 80 HDFMTHK LKL, Ca-0-SiAION & a-SisNs D E'— 27 237
BTz, SisNa7R—/L 16,40 DR TERL LIZHRIZ BN D E— 27 238D 5
7D, 2OFEORGRARHHE L TRALIZEBZ X B,

G IEEEEE D R & K 5-4 137, REUGSDFEETH % o-SisNs DILEE A3
o 72 SisNe AN —/L 40 EOSMTERL L-MmRIL, AL TIEE 100 %0
WS RTH L Z LR TE I, REUGDFETH D o-SisNs DI DL 5
ATz SisNs AN —/1 16, 80 fH DS TEH AL L 72 AR I, AT aEIE TN 23 iR

IN7-, BN OEEOEEIIZRD Lo T,

SisNs R —/1 16 i :

BEORAIND ., RFILDDIEOBEmE IR > TEHENEATL EEX BND,
BRI R — L 381 < Z I ko TR L 722 U, ki [F) = Bl i 73 4
{725, ZD7= Ca-a-SIAION DAERMNTE T LiginoTlc b BEZX bid,

HEENER DR LA —/LE, BERIC LD 520N TR A IR THEE
ToHEBEZLND (K 5-5), WFAERFR— NN DHZ Lk, A—%#k
EC WA 2 TR 5, WA E R LI R — AR D Z LIk > T, 50
(EBREEN AN EBAT S VT, BEMITAFAET D HAE & BIHRIC KV BTV DR+
N 5, Z O#EME S Ca-a-SiAION OAERRKIGNETT 5, Lo THD
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(EREM CTRERS LT & B BILD,

SisNs 7R —/1 40 1 :

BEORTFND, P50 X0 TERENEATZEZE X NS, A—R
D OEDIMTIA > THREIT DB, AL b 2 DIE00RITENL Hiv, AN—/b
WZEDENEZTIZEEZEZBILD, 40 fHEVD SuNs R—/L DL, H21EW
HCHEICHFEL TS D, A=Ak TOBENE, NI oz eEx
5D, TD7= Ca-0-SIAION OAERRSIENTE T L7z EZ HND,

SisNa 7R —/L 80 { :

BEORTND, FLFIE25 X0 TRENEATL LB X b5, A—/LN
L ONEDINC AN TRENT BRI, R D 2 DIXD0ITIEVR b, A—b
WCRDENZZTIEEBEZ DN D, BRTIZ 34 DR =L 5 DIEDIMIH T
FERND, D OIENDO R =)L &R FITHEREANICEN N T e 7o B[R o #E
kN < 72 o7, ZFDT72% Ca-a-SiAION OAEFRMNTE T LR o7& B 25
ns,

54 £

R OBEZMHTZ L, H—ICUSESELZ L2 HBE L, REHESH
RELEBIT SENe AR — IV EZNMA TERZIT o7, LAL SbNs AR —/L &2 AT Z
EWZED | R OFE LUWVEENEZ 572, £72 a-SisN: DFRE° BN OIRANE
D HITZ, BN X, 221N SisNa AR—/L 2 X0 —EEEFE L. R L TRA
LizEE26N5, ZOMEX, 220F0ME%Z BN X0 4 EHE THD SisN.
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WCEFTAHZLICL-oT, fRRTAZENTEDAEHFLTWS, /-3 X b
HZZE L7554, BN 8520 F0OWNEEC SN« ZWNIEY LTH, R UREN
BoNdLEEZTNWD, ZOLIRDIDIEOMEEZEZT-ERL ., S%BEHO

RN D D EFEZTVD,
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7 5-1 JFREMMm RO E &

Material Chemical composition (wt.%)

Si;N, 71.56
AIN 15.68
CaCO, 12.76

Total 100.00
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IR E

1600 °C

500 C

4

1 rpm
1h
+«—— 0.5 ‘C/min
«— 2.0 ‘C/min 2.0 °C/min —+>
ENA0 T8 B ]

5-1 @—&Z U —F )L EOBFE S —
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5-2  BMILERIEE 1600 C AAFFIRE 1 h, v —& U —F )L AF O EHEEL 1 rpm,
SisNa AR — /L DEEL 16, 40, 80 H DS THERK L= RDEE
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Intensity / a.u.

%] 5-

10

3

30 40
2 @/deg(CuKa)

50 60 70 80

EMVIVERIR FE 1600 CPRFFFFR] 1 h, v —& U —F )L AR O [EHEEL 1 rpm.,
SisNa AR — /L DE%L 0, 16, 40, 80 HDO S TEHR L= KD

R X MRalr N2 —
® : Ca-0-SiAION. @ : 0-SisNs, @ : BN
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100
90 | b -
80 |
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50 — 0 1@
40 — 16 ﬂﬁl
30 | — 40 ﬂﬁl

20 [ _801@
10 [

0

Reflectance / %

400 450 500 550 600 650 700 750 800
Wave length / nm

5-4  EUEIEEE 1600 CAREFHER 1 h, v —& U —X L R o El#EEE 1 rpm,
SisNa R — /L OfH$ 0, 16, 40, 80 {14k THBR L 72y R OIEH A
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SisNa7R— )L [FFESIER

X 5-5 [Al#EEE, DOIENDOA A —
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