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EERTE2EREOBYNEThi. +2C, EELI
T 5~10g BT, HEEHEEE 7 o bKEE L O
DR B HLEMET X v # 100mg o 6H #i 2 4H
Xy s35 SiC 2 ERBMCHBEBEL, 52K D
QERIEEDT XRD #ic X v AEL T #HEHI o
CERHENDIHE, BERAVTHHEZHRELLY. -
DOFH B — D LRI ISHTE 52, SEORE
ZHWT SiIC 0oEBEBELXTT 5 70, DEEHRIFCE
MizEL, MbEHcLET, SiC o%E (W 3.2g/
cmt) EWEEOMEY S UEACRECRNYE T
%. XRD ®CiifimBEr S VRELTH, EHFE I
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5. ZDX57eT &b, AP CiiFimg LT 0R
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B oW TR L.
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CHRETHS. Fie, SiCREMBSEEZTL, FoRE
FILIEODOBBHNREL, *OBRAHIBMEK X
DRICDZENDD, XBE—HEEROERAPREL O
SRIHET, RbFo SiC OBELRFRTE L EE2 MY
BN, 35hcEH#ECH .
UEDXS57ez &b, APFRTIIEA ORED SiC
MEZR, BWEBEST/FHIE L 2RHEEE &
L2 WEAB ORYEL RN T 5 L e, BHRFOR
BEei~, DELRNEORAYELMC LA X, %
BRIEED 0.5~2mg 0 SiC PR ERE L LT—F R
DrAFE (Si) BEREMx EEREHCOWT, SiC &
Si OXREFHREELRE L, FOREH L SIC B
DEIRA (REHR) »oEETIHELHELE. 0
R BIRERMOEAVCPEENES AT bLLEEK
X BREREM s 2K0 SiIC EHTE A BEE TR
IV e ote. ZOFEKICLSE, FEHD OR
MR EEh Tl a7 v 357 e <~ b 3REL
THEEN N,

2 % B

2.1 ¥, &Ml E

SICHK : TR SIC 28 (BMRETV o 2) CH22
ARG CHEL 2 TEH S O WE : 70~80pm), GC
$320 (50~60pm), GC#400 (20~30pm), GC 800
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(10~15pm), GC #1000 (8~12pm), GC} 1500 (6~
9um), GCH#2000 (5~7pm) EKvr C4 3000 (3~5pm)
rt=bhsio (CurEf, GC BRkEx 2L, § &
WErRT) 2HAVE. 2hs o IEEAREALY
&R L, Fig.l R X 51T, R4 1: 6H #D
<, B0 4H AP r I5R MY & xhik. %Y
HHEEBRE AN EORNCRER OERICIZ, SICHE

EHTHFrAMEERRVWTHEALE. 2ofs, CK

BLTIIE 3%, GC RETIZ {9 1% BEL .
NIZHER Si K : FdbME TR 99.99%, 100 £ »
vad Si HEREZRILAYBILKTHBRL, KOKXD
KERLr A B~5pm LA B X SITHRLTHWRY.
B sz —¢ Fagt : MF-3 VR77 44 &—
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Fig. 1 Effect of particle size of silicon carbide

powder (1.0 mg) filtered onto membrane
filter (stationary specimen)

b: 2mm shifted
from normal position; * : reprepared; Diffrac-
tion line : (A) 6H(006) (102)+4H(004)+
15R(0015) (015), (B) 6H(103)+4H(102),
(C) 6H(101)

a : normal sample position,
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T4 NR—-—FAE—~T®y bL, KKV 7T THRIIL
T, @@%ﬁﬂ@aﬁﬁblﬁlb‘f:

BT WS B - BAELTEBTHESE (100W,
39kHz) ic7k % Ah, REHER L »8IE KXix 0.05%
FEALMYVEBHE DA E—pn—%2EFL, 10 5H
BMEEE2BHELT, BREZIBIRR.

XRD ¥ : ExEER A XRD s EER S
CHREREEE L, Table 1 oV, EERAM
REEHLAMAIOT LI =Y AR AR E (20x15mm)
HEsB ALy — 35x50x1.5mm) & FROMAER
(23mm¢) fTx7 4 3 =waW@HE (30x35%0.2mm)
CfEs, vuvvrvF—-7CEHET S LT, HERAE
ODEZHEIZEALE —OWMAlictr 7 7 vV T —T &
iy, RPEEHIT=F A - —ORLIT—FHTBH LD
ZLTRAWwW.

Table 1 Conditions of XRD

Apparatus : Rigaku Geigerflex

Target Cu D. and S. slit 1°
Diffract. line CuKa R. slit 0.3 mm
Voltage 30kV Counter p. cC.
Current 16 mA Sample spinner ‘“‘on”’
Filter Ni (usually)

BaE s 0 Cahn #8326 REHER I, (£
BE 0.1pg) ZAWE.

EIBRALEE « MIARIERT LTA-2S BT 5 X <7 »
v 27— (100W, 13.56 MHz) »E 7 1+ 1 % — DKt
TEREWHE 3.5~5ml/min, E£F] 1~3 Torr TR W7z,

2.2 EREE

BRD X > ABRN LR, EEBOCDDIEAE
fE2&D X 5 TEDI.

2:2.1 WEHLORME HEHETHEYBEL
R EK (B mg ¥T) LAERE Si K 1.00mg
A 25ml - —EDVED, KS5ml &z THhEE
&, BEEYBEH L RS ERY, BE7orx—%H
WT—B EenE BB [FEHT 5. 0.05% F+ ALY
VABW2TEEETL, RELGRRETS. &k, SiC
2 1000 X b BAE 3-130) THRND BERS
H/FRIERE X b BRI L T I,

2:2¢2 BERTES RBEOFER  HEDO BHTR
LEAELT, Lri@mEsEy SiC oREIFTEY £,
PIEERE Si DEIFTE & T 2 h b OBy BRI C R
ET 5. BREMOFENRD -V BEROBEGEIE
bAEBERB TR LOEEDMH RIS 2RKOEHE
{(A) R (B) Ltz e Ta) “ZATHET
5. X, AEEERHOEFTHBEINEL T, —KX
BREOHBREBREHNIIMIFBEL, ©— 7MEN,
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bRy 2779V VFBEXELFNNT, EROBMERR
»5., RE#E Si ORMENERK 1.00mg Tliho
HER, 2o BFHEEN BRERGA $5L1L T,
1.00mg oL EOECHETS. kg, SiG L Si o
FIBOBEOW Isic/Isi ZRDD (—REE) 2, XULE
RELR OFE 2D -7ch, BERNESLE RILHE
X, R 1 OMEREYHETS (THRE).

Igio/Isi= (Igiccay + alsicm)) /2g;

T, alXELARETHY, WELIERREAECHE
BERBALOBIOHELYZFIC WX 5EDS. 8
ElE SiC BroBfRY r, P LERERETSS,
BN _FETHBEALRD S,

AL TIL, SiC OEIFHE (A) Wik & v 6H
(006) (102)+4H(004)+15R(0015) (015) @
(FXEFROE D ZRT) %, EFHE (B) ik
B2 HEME <, ERS BEREALo B8o 55
(A) LRE75 6H(103)+4H((102) EH#R%EEAR.
PIEE#E Sicix AR o (111) &, (111) 233EFEY
DEFREELRDHEIE L, BHED (220) %%
OB L. ThboAE &FHERRZ Table 2 iR
L. X, ASEERCIRIFELCD - RS F O
a-f¥ED (101) @EHFFEELAGI. Fig, K1) 0FEA
R aiz, AWECRBROI I 3.0 LD, I
F, R() BADHTROKRE 213, KEDOEERIF T
BT U BEIGS, Igica/lss EHEL, BRxY LR
T F BT ma .

Table 2 Angle and counting time for intensity

measurements
Line measured 20/° Counting
time/s
Si 220) 47.3 100
Background 46.5 20
SiC (B):6H103)+4H102) 38.0 400
Background 37.0 80

SiC  (A) : 6H(006)(102)+4H(004)
+15R(0015) (015) 3.6 200

Background 33.0 80
Si 111 28.4 40
Background 27.5 10

3 FBRBRUEE

3.1 MERHBRIEORE

B4 ohigED SiC BFEYHVT, ROZODHk T
REEABL, SiC DEURERL RD HBHRET L.

1) BEESB/FANE @ C ol —ErsBOR
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FEEOVED, BBEEZEY, RECIBLTENy T
HETHIERL, L oEBRARNYAR T 2BEEFL
OTHRFA L. FFA MY vEBERYAVWIOI, SiICo
NEEVLTIRECTHIEE, FEAL Y vOEE
WX W RELI-EBRZIES D THS. T AT
Y VIBEADE DB SRS EL 5 oD T, 0.06%
L L7, % SiC ik 10.0mg % 50ml 2 A7 5 A=
WA, 0.06% F% A+ Y vERTERCE He, &
HEEABHL, FTRIEBYE, B €y T 5ml
(SiC &£ LT 1.00mg) #HL, BE7 4 v x —2HWT
WAFFL, E—»—BEBEYFFA LY YK 2ml T
OT2EBPEHELTCRAC 7 4 A2 —TFEH L TRE LK.

(1) 2RMRBF B « & SiC K 1~2mg % 0.01
mg DO ETCEIERD, 25ml €—»—-HL, 0.05
% FHEAPY VEBERXIAK S5ml iz CikbhEY,
BEEY BHE, »XEELLLET 412 —TFH
L, BT () Rk sEL, KL,

ChooMBREE, 743 =y 2 TEELAEM
M (28mméx 3mm) AR, 7T 3I=vair TE
W, H 7 ARKCERE T, ERKCEBCANRE S 7 X
< X W RKIE LT, ALK 22 B Lchs, £ DR
SICHRROT A3 =7 23 OBBECIEE L
Bobhilshotc. BEHEO » 5B LT SiC oEIR
REREEL, RELORERERDI.

TORER, BEESI/FHE T, 41000 X b #ir

WRIEE e DY, BHMKESCORTEHBE T, KD

BEBERRBHTE THRVEIRENE bR b3,
FhX oM IeBEfE-> T, BEUREK S ZOBBM:ED
TEL B ERGhote. —F, £2RARBEIFET
BT D UTBEE LV IEIDED S 2, FOEE
Or5BONERBDN, EORETH, XFFATY
vERAGCIES T KETTH, 47k BUER Fbh,
32 CTHNB LS5 HE VML BT TBEOCEERKED
BUCRAKSRBTELC LS.

3.2 EHFEKOBRMICHT S RECER: BHYE
EOWR

EARBRCOLRENEV&, HFREBOFHRELE
{7e5b. SiCp@srmEnoT, Bohicf@s DR
o SiC ZHV, RO X 5 BEIIFRE OB B Z FH~1.
% SiC k& rhZh 1.00mg O 5EL, 3-1(i)
EARNBEFIE CHEBRLAB L., chxa=7
# — 2 — DEBORRMIBICE ) 3184 & R
T 2mm FHRICFEHTOWT, 260=30~42° DY
EE L TEHFRBLAE L. X, 3o 8 cEERE
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PEAML CAKRCHUE L roBEELYFAN L. Fig,
A2 W EE ¢ CTRRCHIE L, RAREEZEOHE
IR, HEEAY Fig. 1, 2 R L7

RKR¥pxEEE L&, Fig. 1 o8B E), BHER
Ko BRI O HRHEN L5 X 51, § 320, # 400
TREHFRFEOELOENELL, MEI 2LHE Iz
Thote. $#800 X< 7as LEIFNKEOFHHEMI
Byv. —7, fBEEEIe5 &, Fig. 2 29RTX5
CEFIRFOBBRENR Y, §320 CLREENTE
iz EWIeotc. Eic, $400 X b #iHxRETI BB
PR
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a b a b
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i_JquiLdJ JLULLJLUJ
- Ok
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Fig. 2 Effect of particle size of silicon carbide

powder (1.0 mg) filtrated onto membrane
filter (rotated specimen)

Symbol : see Fig. 1.

B ciz SiC ByRE 7 7 ARD L IEARKFED, 2%
2w ot VEEE 7 I ABERENE Xz BE LT XRD
S LTz, #-T, SRR T ek FoBE
BRI LT e Ebicd, TOFHEROWTEE
BaL, MERM LB,

# 5 AR IERED TR TI, [\ LIV EA,
# 220 CREHFRFOTERMIIED TEL, AEI2H
8 L Bbniosl, 8400 CirREEN ToRETH o .
—7F, RExEEIE5 &, §220 THLRTX TETH
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D, $320 X h N CRETCRERENAERr . D
ZEhb, F5ARKBERCRABLED CHIETHAEE
Lb, FEERMOER S PEREOFEN LS L, SIC A
BRI LTV G o, WThOBETEH, RE
FEERE IR AE S5 BIEINCHECERENR L, #HE
A EHGLEHET BB X 5 SiC ol Egig R
FIENEV R EETHH & L300 - T,

3.3 K, MRORKB SiC ORRERU—BEE
bt - 35 300Y 2 4 '3

() —#gk cELxoNED GC xCo SiC Fk%r
vy, 2:2 OBIECH - CHEBRR AR UXR O
ELIMERICOWT, SiICE (x) LEEE () 0B
Rk (=ax+6) &, Img o SiC i3 % HNKEE o
(%) % Table 3 DEFIOMICIRT. —BANCHIHN FI
FEDIZ S5 2EEN X <, C#3000 Cix & OEIFFEME
T olx 4% LINTH » 7. GC Y 2000~GC # 800 cix
06=12,13% OBFEILH - cd’, —iC 0<10% Th-
2. X, SiC AB X > CTHREROZ 5/ o 2R
7z, ChHIXBERREILSCERER ORI S LD &
Bbhd., #-T, ZhbD5h R ¢ OEHF
GC§2000~GC 800 % % L D T—DoDREMTEKT &
o<11% THote. $oT, —FETH, XEOEPFHE
HMEHLTDH 8800 X h Ml HITEETE B8, BEH
BEHEBKEL Ebotch, §400 XV OEH
DENKE,

(1) =gk @ B0 X 5 BIRE R & EEREAS K
DR L TEDRT Vil THD, 2 XD EHFHED
BtAEBA L. Table 3 0 X 51k, RENHEILD
&y Isicay/Isy OBBROZ SEMA KEL b, —F
Isiom /Isi DI ED/PIL B ERA»RD - Te.
X, JCPDS # — F2¥ k% &, SiC EIHHE (A) &
(B) & ¥h KHEEREYH O HAMER, 6H &
<1 100: 35 cthrsoex L, 4H B-cidiiic 65: 94
ThbH. €-TC, 2:2-2 T@HNLAN) © X 5@
(A) & (B) AP, FRERSC EBENE
BHOTLOEEBLYBB T HAEMLEDHS. FHIT
R POBELRRBE a LA (2) HbkdI.

2310 (A)/Si(220),GCT XASIC(B)/S1(2 2 0), GC

=agiC(A)/Si(z29),CT AASIC(B)/S1(220),C """ (2)

T ZC agiossi,ge (3 Table 3 @R L7 GGg 2000~
GC§ 800 ¥l ELE V- T BER 0 SBED
%, asicssi,c v C § 3000 ¥ CHIRERDOC 5
BExard. #bohic a=3.0 xAWTEHRELETRED
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BEBOR EFESY Table 3 offAloMicRLL. C
—~ o O~ O o © W W O
g ? < S b #3000 75 GCH400 ¥ CoORBEOC 5B, —RE
.cl;‘? 3 28883585528 ¢8 Tt Isiccay/Isiez e % 1.02~1.64, Isicm)/Isicz o 53
t :..;'; “|PSSSS S S S < s 0.23~0.42, Isioa/Isiarn 7% 0.35~0.53, Igicm)/
= .
5 I~ = Isiq 1 pBt 0.074~0.145 TH oD WL, ZHEI
= 2 IBBIBILL SRS IR I Isio/Isia2e A3 1.08~1.28, Igic/Igiaan %
r
g M 0.38~0.43 Lich, ZELHAicy. X, C#3000~GC
I
& s BO0%F Lo BERO 01X 9% THY, —HEO
g8l (e vre @1 e aly 20~25% WH~ESUTeHES I, #-T 8
&= ';"f § 52233 388 3 § Bz Xiug, C#3000~GC # 400 O HBE CiI M B4R Ak
1; (s (TT9FTS2 T IS Tl ENXGEREICERE T ERTE, BERREARS
g 5% 3 BRI X 5 B R KB TR B & L2 S - T
" —t — +
P 2] W2 288% 2 2 2 3|s
é P L L N S g 304 ;!E#“O)gg
S
A 8 B D LBRB S TR T\ e a7 L35, s
g ‘Nv-aune 4 38 38 <4 b S RE T BEOBVE MY SiC it
5] - ~
g ® s3zs£8 558 2 BT, HELR~O PEY BFLL. THEo 25ml
— N 8 8 N . . - .
s lale|SScS2 23S 2 2ls E—h -, Cﬁsooooslcgﬁel.oomgg:pq§$
ks S|z L s Si gk 1.00mg & HHEH Sml ¥ ErhEhi ot
2 B3| ,198888 8 2 2 8|5 (EBEEEE). chbie a-7 4 3 7K R 1~3
s‘ Cooos & &S & & g pm) Wk Zz e <4 PRFR(A~5pm) © 5mg PTFo M
=l -
2 & BORY BEEE,ND TOx SILTHEL, 0.059 5
8 Sneere a2 s 2L FA b Y vERE Sml it M, 2:2 O
=1
g 22858 38 S B o TYER U 7o SR BURhC O\ CEI ST H R B bk U L
o ~1 2 [SI<a=] S - : - -
g 3323222 S 2 S 2|F TekiR% Fig. 3, 4 iRl 7.
S Q= rT T T T Tk
o - 8
B |% 18392 T 2 B S 8BS
5 g Scoococo S o o olX
3] 9 g R
.S = N ~ ;l E 04 ....... E _TELA R [ 4
5 ?':’ N Nwoe W » N o KR D z o— o —0
8 |© ® .. 2
= ~
I - ® ™ I~ — < 2
S a':Q8§g§§§8§§§ &
ol S cooco0 o © o ofFRA
e a1 & T T I+ 1 1|9
2L NN C.).
5 T (IBRILI B I Y |G
= cooco0 o © o o %o a
- Teets eS8 d) 2
~ 1 L]
3l (88885 & = 8 3|,
5|3 VWlooococoo o ?_ S o|& )
+ 1 I+ . g Chromite/mg
¢|88838 8 2 X 848 Fig. 3 Relationships between SiC/Si(111) peak
> intenisty ratios and quantity of a-alumina
S < or chromite
+
@ % % % % § §§ § é:{: § 3 O Isictr/Isicaarny, A Isicw®/Istainy, @
g' AF AF A Ay A% #8 A #8 E ] [Isic(a) +3.0% Isic(m J/[2Is1(111)]. All spec-
& 0888888 S07 0 & i;r:ex;zcﬁontain SiC (C#3000) and Si of 1.00
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1.0 R - °

P Q [o] o

:w 050 o Ameee—- A e m -A
=
g

o 1 2z 38 4 5

o-Alumina/mg N

........ P TIPSR SRR

. 10f—o o o
g

:o 0.5 A A -
3

0o 1 2 3 4 5

Chromite/mg
Fig. 4 Relationships between SiC/Si(220) peak

intensity ratios and quantity of a-alumina
or chromite

O Isica) /Isi(z20), A Isic®)/Isi(z20), @
[Isic (a) +3.0X Isic(B) J/[2Isi (220) ]. All spec-
imens contain SiC (C#3000) and Si of 1.00
mg each.

Si(111) EfEEBEVWRES @ a-7AIFPru <
4 OBNHEZBE, “HEOBELEDVTHD
SiC/8i(111) MM L. = OB, BE#RY
ARLICX 5K, Si BMRFAHEL el &, Si(220) B
BREE—E ThotoiewtL, (111) @ K&
WAL, (111) o 5>BBREALLTVWE Exzbh
&, EBH Si(111)/(220) EEKS HEH DU
ke B Licz &icEnb, Si ko (111) X
B ORBIRE X FFEHOTHIMC L H iz bh, Lo
MENFRELU BB Licten L Bbh s, CoBs
Th, a-7 4 I HEH 2mg DT, 7w~ Hi3fy 0.8
mg PIFCehiug, 10% UTORETERTES.

Si(220) [EIHT#EE FAW7-3BE  SiIC(A)/51(220) 3
Bt a-7 4 3 rED B LI FA L, SiC(B)/Si
(220) MEHIMCEIHERTIERE AL, —
MEETIRRE—TE Lo, X 7e<q bRED
LEFFOBRT I LT, SiC(A)/Si(220), SiC(B)/Si
(220) BREEH L B IIE—EEER L. T, o
BT a7 A iFXErse=A b3 7l Ed Smg
T CHEL THLEEI IR,
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lEdb, HNEE Si omEymgcit (111), (220)
HFE2DH, FiC (220) AVBE 51 EHORE
e, Si(220) LtoWmEky BuWsHEcth
E, TR sevA R RELLYN mg BEOR
B 1mg Fitko SiC 238 104 LU TFoOECERT
XL ENDh T,

X 73
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X~-Ray diffractometric determination of silicon
carbide in milligram samples. Jun’ichi ITo*,
Masaaki Iwarsuki, Michio Maepa, Katsunori Enxpo
and Tsutomu Fukasawa** (*Powder Research Center,
Showa Denko K.K., Soga-l, Shiojiri-shi, Nagano
399-64; **Department of Applied Chemistry, Faculty
of Engineering, Yamanashi University, 4-3-11, Takeda,
Kofu-shi, Yamanashi 400)

A study is described on the X-ray diffractometric
determination of 0.5~2 mg silicon carbide (SiC) in a
milligram sample formed into a thin layer. The pre-
paration of thin-layer specimens was studied using SiC
powders of different particle sizes. Reproducibility of
diffraction patterns was examined on the prepared
specimens to estimate a critical particle size required
for reliable XRD analysis. Relationships of SiC
amounts vs. intensity ratios of SiC to internal standard
silicon were compared among specimens with different
sized SiC and among different lines of SiC and silicon.
An appropriate combination of the ratios gave a cali-
bration curve common to determination of SiC through
#3000 to 4400. Mixed SiC specimens with a-alumina
and chromite were also examined.

(Received December 24, 1987)

Keyword phrases

XRD determination of silicon carbide; thin-layer
specimen of milligram amount; reproducibility of

diffraction pattern; particle size effect.
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