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Determination of Impurities in Fine Ceramics
by Inductively Coupled Plasma Atomic

Emission Spectrometry
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Synopsis:

ICP-AES has been applied to the simultaneous determination of
impurities in fine ceramics. Boron nitride and aluminum nitride
were digested by acid pressure decomposition in Teflon vessels.
Zirconium oxide was decomposed by fusion with the mixture of
sodium carbonate and sedium borate. A micro-injection technique
enables the measurement of these high salt containing solutions
without clogging, and permits the use of a single calibration curve
with background correction, The propesed method, whose lower
limit of determination is as low as ppm concentrations, is useful for

the quality control of raw materials and products.
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Table 1 Operating conditions of ICP-AES

| ICPQ100 | ICPS 100V
RF power (kW) 1.2 1.2
Coolant gas flow {{/min) 11 15
Plasma gas flow ({/min) 1.0 1.5
Carrier gas flow {{fmin) 1.0 1.0
Purge gas flow ({/min) — 4.0
(Ohbservation height (mm) 16 13

2.2 & -4

HILR ORI FE ORI ARMEEETEXM 1000 pg/ml ¥
WEHGT, AU REES U ¥ AL 4 A Z B suprapure, &
SEEF b Y 7 AL A B spectromelt B, Y, F I Y v KEE
ERD IO ik a vV v~y e M AFH LI, ToM, B
I URER TR,
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Fig. 1 Introduction of sample solution with microinjection
technique
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Fig. 2 Sample decomposition vesse! {Parr pressure bomb)
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Sample 05g

— HFEF 4mi
— HNQ:(1+1) 3 m!

Pressure decomposition 150°C, 11 b

[———st04(1+1)2111

Fuming .

P HC1 {1+ 1) 10 m/

Constant valume —l 100 mi

(1) Acid decomposition

Sample 0.2g

’—— Naz0:+Na:CO:(1+1) 3g

Fusion

— HCI(1+5} 30m!

Constant volume 1 100/

(2) Alkali fusion

Fig. 3 Decomposition procedure for boron nitride
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#C, BEGOMHLBIFTH -, ok, BRYOER, Ml
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T ¥k, BOBECOCTHEMNLASETE, HF : HSO =
IAEMEDBC ZiO: DAL ETE -728% BELSAa=7
DESEYESEREORVRB TR YF 0B AERL, ¥4 Si0;
FEBIAL AT VY VST E R - T,

FHEYEHEOBHEBRO % Lk Table 2 wit,

I Sample 0heg

H:SOu(1+1) 4 m/
b— HNO3(1+1)} 4 m!

Pressure decomposition I 150°C, 11 h

I Fuming

—— HC1(1+1)20 m!

l Filtration —I

[
| 1

Filtrate L Residue ]

{
Ashing 1000°C

— Na:CO3+ H2BOs
(1+1) 2g

I Fusion | 1 100°C, 20 min
HC1{l1+1)10m/
|

Constant volume —I 100 m/

Fig. 4 Decomposition procedure for aluminum nitride

Sample g

—— Na:C03+Na:B4sO7 (3+2)5¢g

Fusion 850~ 860°C 10 min
900°C 2 min
1000°C 15 min

—— HC1 (145} 45m!
= H280:(1+1) 16 m!

Constant volume 100 m!

Fig. 5 Decomposition procedure for zirconium oxide
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Table 2 Comparison of decompasition methods

Decomposition condition Result
Reagenis Ratio Quantity BN AN | 20,
NazCO.’l‘l‘HaBOa 3+ 1 25 g . _ y
241 2~5g . . )
1+1 2~8g A o y
142 2~5g A _ «
143 2~5g A . «
Na;B,0; 2~3g T _ i :— J— _; R
4~5g — — A
Na;CO;3 +Nay BeOr 144 5g A — |7 A
143 5g A _ A
1+2 5g A . A
342 5g 0 . o
241 5g 0 _ N
Nay0,+ NayCO;y 141 3g _"__O - — . __ _—
Hz804(1+1) +HF 1+3 dmi A ~ — L.;C,),,,,,,f
H;S04(1+4) +HF | 243 5l N — o
HCI(14+1) + HF 1+3 8 mi T T e
HNOs(1+1) +HF 344 _— O B o
HC14HNO, ‘ 1+1 8l — e
HNOy+H;S0, J 1+1 8 m! o ; %7* _‘O — ——
Note. O: good, A: fair, x: bad

3.2 AERHE

Linl, BH=rY » 2ADEARV-ThoTEL Sy 22750y
FOBErE D Bhith o0 ® L, Al =1 U, 7 ATt Fe,

fre? iy 7 ALDWTHAERRE LeTKOBENE Y Table SilgETAy 277y v VOREA BB bR, ¥, BN, AIN
3T, BN, AN 0BG BERMHOTROMEL V25 WTROBRL <L) 5 7 AOFET X D KED D VIR ERTE NN

BTV o 2 ATHE B, Al A2 b LD ER b iLichoio,

Table 3 Analytical lines

BB Y oBRETC7 5 Xv~0fEASB F L, RERy
BIARAD DT, BEREECIT BN o4 HBO, %, AIN @
BERSBE A 2BMLTHEMNLFY » 2 ARRBBRE <, +
v 2,

Element | Wave length (nm) i

Interference¥!

—, Z10: DFBENL, Fe, Y, Ti, Mg, Ca mtf LT A2 b A

Fe 259.94

Si 251.61

Mn | 257.61

Ni 231.60

Cr 267.72

Ca 303.37

Mg | 279.55

Ti 334.94

Al 396.15 (BN)
308.21 (Z:02)

v 311.07 (BN, AIN)
300.37 (ZcOx)

P 178.29 (Z:0y)

Cu : 327.40 (AIN)

Y 371.03 (ZiOw)

Hf | 264.14 (ZrOy)

Al, Zr (B. G. increase)

Mo 251. 61 {0.011)

Al, Zr (B. G. increase)

Nb 267.78 {<0.001)

Nb 334.91 (<0.001)

Zr 396.15

DOER D ORELs - b, FASCAV-bha All396.15 nm
Rirv—s bEaicBEicaiod, HESOHE e REH BT
7o AlI30B.21nm % @ HI L 4=, % 42, SI25L.61nm T4 812

Zr (ZrO= 0.5g/100 m~)
l Zr (ZrOz 0.5 g/100 m7)
= AT(10 2g/m?) ]
s |
rd
7] Al 7r Al
g (10 xg/ml} | 765,05 g/100 (10 pg/mi)
= i mi)
396.150m 308.21 nm 394.40 nm

*#( ): -correction factor
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Fig. 6 Interference of zirconium eon aluminum lines
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Zr (ZrOz 0.5g/100 mi)

l

s

.-r\_.
E)
5]
- Si
> —
= (10 zg/m!)
Z
E

251.61 nm

Fig. 7 Interference of zirconium on silicon line

Ir 28167 nm D — 2 HB D, Siv—7 3N ceEsion, Ir
BORIctEy, T0F -0 vz n, 225w v FORIRH
D OO CHERALTETH ok (Fig. 6 KLU T,

3.3 740042125 3F0BER
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AR OB EEYE B E T LY, 7 A0, FEESE LAl
ELEOREBEIELTE, COREEE L TRBBHEORET
E, MENERCES BV ETEE LMEYEOT LB LSS
AP COWELE~DLETY, BRETE ShTFhsrsgs
o, Lil, =4 7nf v v vikTl, BEEEYSR
SLTEALLBRFOTHEOBREY DD &, BEOXFRL LS
BT EEOEBOFERIMMHT A LA TED, T, HEY
RBHL T BWECESTEOBELNEL, ST 20A, B
BE—Ei B L s by, —F, 9% TEHE-BEL Tt~
MYy PR ISGHECGCEESTROBIRE S, 2y vy
BRI L DHETES, L - CHERERCIIRN, Moxr
wmL, vaa=7, Diavyho Zr {fRBEOGHE 20, 4
Uy 2750 FEEAHAOWL T Zricxn i, 2759w
FEBEThE, BERO—TrwTiEcss. Fig. dcs v oo
Y a VRS, 27T VRER A LBE0 AlBEREED
AEmTa, =Y v 7 ATHE A OFECLLT IR LT
WA ERRME, CORR, va =Tl a v Eios
PELT IAORBER TN TED X3, SFREBEFEORFEL
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Fig. 8 Effect of sample injection volume on signal intensity
and relative standard deviation (RSD) for P 178.29 nm

01 5 with Zr0: (0.5 g/100 m/)
@ without ZrQ: [
g} ----- before B.G. correction

—— after B.G. correction

Intensity (a.u.)

0' 'S 'l A
0 0.05 0.10 0.15

Fig. 9 Matrix effects on calibration curves for Al 308.29 nmn
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FRSEECHTE Sy F 7T T v PR OB E D
SBEMBWIER, 71 2 A5 VRITREONEREC L -
THHETHOREELkE{ FraklOMELH 570, A
FEBRTLBE ISR DB LS,

3.4 ERHODWER

BN, AIN % 10t ZrOy 384 Fig. 3~5 12 L iz At o TOMNE
LM Lic, EEBEY Tabl4, 5 2106 ©id, Wihd
0.001% # —F —F¥FCRELBENEOLhTWT, BRLC L -Tik
ppm LSAGERTED, ki, Zi0: Sk T SERA T
i HE OFBERE T Uichh, BEAKENELATVE, &
RETZIr L HE A EsEmEE BN L Cn 5 e b 3ERFHC X
SR EECRHERMEYEL, BELE -, —F, ICP R
S CIL M AR C oL e Tt Ir=t Y , FATGD
Hf o IENTHETHD, Livl, %O EFRMBEC L 5HEH
TIHBERCEHRCIE L= ) o 2 ARHNT0EY S b,
Land, HE 28 F -Gt Zr DAENE R it fo v 72D TRk
HEEIBEETCH ot ChITHL, =2 8A v va vk
TRBERC L0y 22 BRNT2LEM R0 ied, Ay 275
vy FEREEThE Zr=1t Yy 22 ppm v a0 Hf 5% 5
CEELISERTEAI Ebhai, ok, 2y 272759V Vi
IEAOEMEE Zr0:2 52 g, irh, Hi Mgz htwaBhdidh-
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Table 4 Analytical results for boran nitride samples {25)
Sample ! Si Mn Al Ti Cr Fe Ca Mg
A T 0.008 < 0.0001 G.C018 0.0050 < 6.0001 0.0051 0.0090 0.0016
@ 0.0005 —_ 0.0001 0.0002 — 0.0004 {.0001 0.0001
B T 0.020 0.0003 0.0130 0.0001 0.0004 0.0065 0.0066 0.0004
0.0004 0.0000 0.0012 0.0000 0.0001 0.0012 0.0003 0.0001
 Note (1) N=5
Table 5  Analytical results for aluminum nitride samples (%)
Sample | L Si Mn Ni Cr Ti Ca Mg Co Fe Nb
A bt 0.0029 0.0005 0.0005 0.0006 0.0012 0.0038 0.0001 0.0020 0.0020 0.0001
g 0.0006 0.0001 0.0002 0.0003 0.0001 0.0002 — 0.0001 .0004 —_
B x 0.173  <0.0001 0.0017 ¢.0020 0.0035 0.0049 0.0030 0.06002 0.127 0.0001
0.0042 —_ 0.0003 ¢.0015 0.0000 0.0003 0.0001 0.0001 0.0033 —
Note {1) N=5
Table 6 Analytical results for zirconium oxide samples (%)
Sample J HI Y Si Al s P Ti Ca Mg Fe
A T 1.673 0.0024 0.0051 0.0021 0.0005 0.0007 0.022 <0.0001 <0.0001 0.083
0.001 0.0001 G. 0005 0.0003 0.0001 0.0001 0.0007 — —_ 0.002
B x 1.653 0.0007 0.011 0.0071 0.0006 <0.0001 0.015 0.0088 0.0023 0.0020
0.014 0.0001 0.001 0.0009 0.0002 — 0.0004 0.0007 (.0004 0.0003
Note (1) N=5
fod €, Hif ok RERRMO ICPS 100V 28 L, Hf B
BUEDIETOD Ny 2759w N/ F Ak LB CH4REE 4 ¥ =
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CUVROTHEYFAN N E DA, BRCHERE LRSI
BE&EMALOHRCIDIDOTHELZ Lilbh o, B3 IER
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