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Methods for chemical analysis of aluminium nitride powders for fine ceramics
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The Commission on Chemical Analysis in The Ceramic Society of Japan has estab-
lished methods for the chemical analysis of aluminium nitride powders for fine ceramics.
The drying time and temperature of the samples were studied by an orthogonal array ex-
periment arranging LY. Samples was decomposed by acid pressure decomposition bomb
with sulfuric acid. Nitrogen was determined by an acid-base titration method after
separation by distillation. Also, direct alkali decomposition was established as another
method. Neither method showed any significant difference in an analysis of the variance.
Aluminium was determined by the new simplicity method with CyDTA-Zn back titra-
tion. Trace components were determined by ICP-AES. Cobalt was used as a catalysis
to solve the aluminium instead of mercury. On the other hands apparatuses and instru-
ment especially designed for combustion method to analyze nitrogen, oxygen, and carbon
were clarified various problems. Fluorine was determined by ion-exchange chromatogra-
phy and absorptiometry after pyrohydrolysis.

Keywords : aluminiumnitride; acid pressure decomposition in Teflon vessels with Pt-
crucible; determination of main and trace components; ICP-AES; ion-ex-
change chromatography and absorptiometry.
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Table 1 Out line of the analytical methods (wt%)
Elements Methods Contents On—1
Al CyDTA-Zn back titration 64~66 0.19
N Pressure decomposition/HySO,-titration 32~34 0.16
Direct decompodition/Titration 32~34 0.19
Inert gas fusion/ Thermoconductivity detection (TCD) 32~34 0.38
Si, Fe, Ca ICP-AES ‘ *10~200 *1~12
Mg, V, Cr, Ti ICP-AES *1~10 —
O Inert gas fusion/Infrared absorptiometry (IR) 0.6~1.1 0.07
Cc Resistance heating/IR 0.03~0.1 0.007
High frequency heating/TCD 0.03~0.1 —
High frequency heating/IR 0.03~0.1 —
F Pyrohydrolysis/Ion chromatography *5~40 *7
Pyrohydrolysis/Absorptiometry *5~40 *7
*
: wt ppm

F DR, Table 1 IKRT EDLBIETIVI =Y A
MEDOOWHEEHEL T HIENTE.

PR, JEZB-> THLZEDIBREERZ POICHE
5.

2 =% B

21 AEEORE

ST NVIZT LAOEBEREFEO 02, EXS
ELTTNVIZILALERE, BERUHERICBEELT
RELEBFRE, THMPBRSELTT AR, 75, 8,
ANYIA, TRV A NFIIA A, FE
UL, ADUDTLBRUT7 vERD 14 BOEZRELL.

22 fHE#H

RENBHROBER, PRROLERD SEB % EE
L.

AROMEE AIN-1, 2, 3 BT AIN 2-2, 2-3
AR EBH: 2BR 32~34%, B 06~1%, ®FE 0.03
~0.1%, 7 4 F: 9~120 ppm, £ 10~100 ppm, H IV ¥
7 & 10~ppm

M s PR, 1.8 um; KB, —10 um; LEEE,
2.6~3.8m%/g

23 B3, BERUME

REHI, TROBEBRSEEZAVEZ. NESBAR
X, 230°C IZB VT 24 FEEINEA L CHER O WT T
O UBEARSRERD, ZORIKASZDIFREANT, 7
U B BAR P ABRBRANREBET S LRV
R, BRBRUREINTERE, ICP B HEE L
EiE, BHTHEALTVSHDTH 5.

3 KEMERNMOEBE

3.1 BEOEREGOHRE

REOHRFUERERICIZ, —HOBR TECEHERX
N2 RICKBRA AL EDEB TS 120, HIRE
BILE->TREROEREVEE T 2BNHBE, K
VEBRRICABNORBOES PERER+ICT R
NDH B EnEriEmEIn.

SENE, STEEOBFELZRS 20, HEOENWE
£ A ZMHROBELHAUEOEZRAES (50mm
DX30mmH) ZHWVAZERLEDT, BN 55 %
BUOANBEZDEXIEHN 7-13mm &5 0, &y
A BHHARICHB LT 3~4 EREREDES &5 5.

T LEEEARET A0, SEAFRICKEER
MIsVHOEREL, ERBERICOVTEREYER
Ei{To1. ROT, Z20RBPORZBE %, EHn#
BRI/ FAOMRRMGEIC &0, BN 2 BV EVRIE 21T
St FOBITFERD O RBITK T BRILKERT ZAD
HERERES, .

RFEDT— 5 RESGEHE%E Table 2 IZ/RT.
HF A REZRIERE, B IdEERFE, ¢ 38ZBEL, &
BRI 110, 140, 180°C, B /RMERT 1L 1, 2, 4 FeRE, &
BHIELE T AIN-1, AIN-2, AIN-3 & L 7z,

Table 2 &K VERBEICOVWCIIXROEESHS &
Tz, .

(1) ZBREERICE, ERRBCRULCEELEEREE
PROON, BREEY LR XE5 EEME I
5. REBROBERBIZL > TREREEL2ED D &5
RIBUREMELHZEVEHINT. F0DHER
Bk, BESEETSAREMASNE L, pD, BEAS

NI | -El ectronic Library Service



The Japan Society for Analytical Chemistry

Bufiam X

Table 2 Evaluation of pre-drying condition for
analytical samples
(1) Factor and level of L9

Factor Level

A: Temperature Al 110°C A2 140°C A3 180°C
B: Time Bl iIh B2 2h B3 4h
G: Sample C1 AIN-1 C2 AIN-2 C3 AIN-3

(2)  Arrangement and data (drying loss and carbon)

1 9 3 4  Drying loss Carbon

(wt%)

A B C error n=2
1 110°C 1h AIN-1 1 0.048 0.030
2 110°C 2h AIN-2 2 0.064 0.034
3 110°C 4h AIN-3 3 0.059 0.056
4 140°C 1h AIN-2 3 0.091 0.034
5 140°C 2h AIN-3 1 0.074 0.056
6 140°C 4h AIN-1 2 0.069 0.028
7 180°C 1h AIN-3 2 0.085 0.054
8 180°C 2h AIN-1 3 0.083 0.029
9 180°C 4h AIN-2 1 0.115 0.034

(3)  Analysis of variance of drying loss

SV SS df MS Fo F(0.05 F(0.01)

A 00021 2 00011 31.40* 1851 9849
B 00001 2 0.0000 142 €A level
C  0.0009 2 0.0004 13.16 mf;‘;’(‘)’owe"e
error 0.0001 2 0.0000 ’

A2 0.078
Total 0.0031 8 A3 0.094

S.V: soure of variation, S.S: sum of squares, M.S:

. * . . ek
mean square variance, -~ 5% significance, 1%
significance

(4)  Analysis of variance of carbon

SV S$8 df MS Fo  F(0.05) F(0.01)
A 0.0000 2 0.0000 — 1851  98.49
B 00000 2 0.0000 —
C 00012 2 00006 406.40** mean of C level
C1 0.029
error 0.0000 2 0.0000 C2 0.034
Total 0.0012 8 C3 0.055

72 <12 % 110°C ASEY &R L 7.

(2) FCRRRIMICIE, EBEEEIIHUTERZEEYD
bnhrotz. CoZEs, BEBY 13 mm BE L
B o1& UTH, BIFEHEL 2507, RISt
FITbhTWaHDEHKT LT,

(3) EBEICIE, EBRBECRUCEELABRZH,IR

MF 774473y 7 RBAEET VI =7 AMMEKRDILEST B 321

voNt. FEBOEBE LTV AERERIZ, MERY
BRESEILLVREZHDEEZ SN,

DED#ERED, BB 5g 2HBERITANT,
110°C T 2 BHERT 2BRIEEED 2.

—F, RESERADFEIZOVTE, LEEERRE
O R IRRERIREIC 1S, EBEEZCHULTCHEEZEED O
otz BBEREICE, EREEINULCEESEERE
wERHoNnT. FEROERL WS RERIL, HEE
WWEVENEZNIIEBZLDTH B EDEREI NI
U USEIOERD 51, —HROBRTRECERINT
WBRIEKBRT AN, REDEBICEZHEEBIZ>N
TRIEBTE a1z,

3.2 HHEIMHEORE

HR oA, SMBHOKERS DS, HH, s,
WEEE ) VEBORMBS EIC X MERSBEEZFRALT
VB, FITETEMYIC LB AMAEERN L.

ZDFER, SR EBR L, 160°C Tid 500 mg
PRETHY, WMEBESARICEEBOBRENET
ARTBLDODERDbN, BiZZ<0ENEE2BS 12D
I, MBEE%Z 2000C BEIKRB IS5 & WNE
Eisotz, UL, CORETEASIDIFIEHLIE
BINBZENDL -1

TLT, NREBEMBICELCRE 2T- . Wi
(1+2) 15ml, MNEEE 180~220°C, MEFEER 25 16
REORGTITI &, BB 750 mg £ THRBATRES /3
0, A5 DFORBLEB N, hEy, FHEZ
FRITEEIZED.

—F, BELT ARBEZHOEEESREDKRI HT
ol CORER, BEzEREOr VY-V T T A3
XY —A—IZAn, BEEZMANBSET 52 5ETH
5.

ZORER, ROBEVHEHLPIZ/IL 12,

(1) 7 4ROERMEMEME 5 -7z, FEMcRERE R
WETH BN, DREINIT A BNRENT S ADREEC
BMINBLTVABHDEEZ SN,

(2) MBRADEICE, RAEFT T A0 5OMEBRS
DOEEVHEELH 0B, ZhICXZFDOHEN K
B ‘

(3) TNI=UARUERIE, MEESBES RS
EREMNELNI.

Zh&V, SEOEESREL, BEROMEICEEX
NIEVRGOIWICOHHERT XEHDELT, JCRS
105 OESIZETE U 7.
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33 TN LEREZOKRE

ERSTHAHT NI LADERIZIE, EDTA-ZnY,
CyDTA-Zn $HFEERIONZ L FHIN TS,

—fiZ, EDTA-Zn ¥HEERE T, BED EDTA Z i
z.pH€%35 CHEET L, L T EDTA-AL #ik%
SERL S 72k, BE O EDTA ZIARKD pH % 5.5 ILH
BEE U EEAK CHERET 5. —%, CyDTA-Zn”
WHEE T, FILELERLTELARENEAX SN
50T, SEORUEBERTZEEL, RTEICEZEE
W50 DEREL T, BEREIIOERY 2T 12

#oftd, 77 BROSRIHE% Table 3 I2RT.

A OKHEEITIZ pH 3.5 DFABETHIHEL, ThEL
54, BTl pH ABRICETREE LI AF VALY
VERVIEEE pH A—F—2AVREE, C TR
pH 3.5 IKHAEROKBEREZ 2 7R 0 sHEE LK
BE, DT pH % 55 KRBT 2EHFEITAFH 3
XISEFBE T v E= U ARV IIEE S LT

INSDRBREVROBEMSHELMITL 1.

(1) pH3.5 OFEBETH>»E»ICEL T, EBHE
ZRXHUTEREERD bN/E» 572, £ 2T CyDTA-
Al 8K E 451201 pH % 3.5 ICHET 2 BRIEIINE
EVHO SRR LT

(2) pH3.5 ORI REZMAWVWIIBZEEL pH 4 —
F—rHAWEEEE TR, EREEICHL TEREZER
woENKP-Tz. UL, AF)E LY JORINIEKR
DHFI % R R R < FAMEEPH - 7.

(3) pH 3.5 FERZOKEBE R, %ﬁﬁ%kﬁb
THEREERO O NP o1z,

(4) pHb5.5 OFBICHA L cHAERITIE, ERRE

KX UTCETOFREZFRBooh, ROT, BEEND

B30zl T A B RS CHERERIC

TV UESEO TCREESERENRD O, §
b5, WEKROHBIEANFH IV DIEOPHETH
BEEZ LN

FEROEBHERE LV, CyDTA-Zn FEEEDBE T
EDTA-Zn ¥HE LBV TEEFERICBEL STV
pH 3.5 OABRVZ DEHORBRHBIAETH S &,
pH 5.5 ODHEEIC pH §H2 AV, "FHIv2FEHTS
CETREOEREE AR S I EAHEREE 2 5 Tz,

PEDO#ER KV, #i1z/s CyDTA-Zn HHEER X, 1N
FERESRIZ & > CRAM U 25 ER» 5, —ERZ Y -
H— (300ml) IZHLL, THITEED CyDTA AR %
Mz, "F4IVBERKTpH % 55~58 WL, F
YU/ =Nk Ly VRERES LT, EEERIAE T
FET HBIEICED 2.
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Table 3 Evaluation of analytical operations for
aluminium
Factor and level of L8

(1)

Factor Level
A: Adjust of pH3.5 Al on A2 off
B: indicator Bl Methyl B2 pH meter
Orange
C: Standing time C1 2 min C2 off

D2 ammonium
acetate

at pH 3.5 D1 hexamin

D: Reagent of pH 5.5

(2)

Arrangement and data

1 2 4 5 3,6,7 Data
A B C D e Al(wt%)

1 1 1 1 1 e 65.46

2 1 1 2 2 e 65.50

3 1 2 1 1 e 65.39

4 1 2 2 2 € 65.53

5 2 1 1 2 e 65.53

6 2 1 2 1 e 65.36

7 2 2 1 2 e 65.53

8 2 2 2 1 e 65.39

(3)  Analysis of variance of aluminium

S.V S.8 df M. Fo  F(0.05) F(0.01)

A 0.000 1 0.00 — 10.13  34.12

B 0.000 1 0.00 —

C 0.001 1 0.01 1.39

D 0.026 1 0.26 29.39* mean of D level
error  0.003 3 0.01 D1 65.40

‘ D2 65.5

Total  0.031 7 2 _ 2
34 EROEE

BRI, KB 7 5 2 aduzEdBl e Ah, KEEL
TR LBEEINA, NBESRET-CERET VE
Z7EL, KESEBICEOT v 2T EHEET 2 FiE
RIS &, BoRBT7 I F2T7 VA THREST S
FHETHD. ZOHEE, BEMICERS SRRz FH
RFATVELDEEZ SN, %2 TREROINERES
7/ KFEREE /BT IV ) BERICIA TR Z ERIL
T HIHDICRED 2 HMERANICKIEL ¢, 2 BEOME %
AWTHBAEZRET L.

BEESBEIC L 2EMORME R, IEBSEIC &
> THERBEBBRD 5> OB AL S ¢ 1.

WP A CEH g 2 58 2 BIRL, AIN2-2, AIN2-
3OEBELL. BILROBAEE LTHREBIK L5546
ETNHAVITEBBEEL, CITERRFIELT, 1B
BHBEG ROBRERT4L Y LU
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Table 4 Evaluation of sample decomposition proc-
edure for the determination of nitrogen
(1)  Facter and level of three way layout

Factor Level

A: Sample
B: Decomposition tec.
C: Laboratory

Al AIN2-2 A2 AIN2-3
Bl acid B2 alkali
C1 Narumi C2 Nichigai

(2) Arrangement and data , (wt)
Bl B2

Al Cl 33.45 33.50 33.61 33.81

C2 33.57 33.66 33.60 33.65

A2 - Cl 33.47 33.45 33.37 33.59

G2 33.49 33.43 33.32 33.42

(3)  Analysis of variance of nitrogen

S.V SS df MS Fo  F(0.05) F(0.01)
A 0.1073 1 0.1073 14.90™* 532 11.3
B 0.0077 1 0.0077 1.07
C 0.0008 1 0.0008 0.14
AXB  0.0247 1 0.0247 3.43
BXC 00028 100028 039 ..
CXA 00067 1 0.0067 0.93 Al%ﬁoe
X . :
AXBXC 00286 1 00286 397 ..,

0.0578 12 0.0072

error

Total  0.2364 15

3 TEHBD T — 7 RUOZFONHITE % Table 4 17K
7.

IS DRER LV IROBHENHH S HIT/E - 12,

(1) BB, EBREZIHUTEECHEBRENIRD
sz,

(2) DEAEICE, EBRREICHU THEEZIRIED
st PEOER, BHRETFERT 5BRONME
X, BYETUA)OWTHAERVTLERETH D &
Boaghoitz.

(3) HEAFTRIL, EREBEZIIHULTAEZEED LN
otz T EVRBREICE T 5 BIEHEICHER
R hzWwWbDEEZEZ HNT.

DI EDiERY» 5>, SRFERICEESREOHEA TR
Th5 I EMPHERINT.

W 774 v€T 397 ABBET NI AMMEROILESTTHE 323

3¢5 ICP-AES L& 3 HBHRIDTER

MEBESREL VB LARBRZ2ZOEEAHLT
ICP-AES KX VEEBT A LT, BIEOHERILZN -
fz. BRBREBREBERBBEEOVY M) v I A BT Y F Y
JIEBIYD, MERARICEBOERSTHSHTIVI
Z ARFIYBIRINU 2. REBRBAKROEEE, 73
=Y LDBERERD L 120, #ky HfliEL U TKIRE
FHUTWRSEREFEREZZRBL TN MIER
2. X, HrHEADHHERIET 212607 v EZT
DG, MEBHABKROFARRE U,

3.6 EXE, BERUREOSHK

LR FEBRICHER SN TV AR, A -2 —,
BIE AR I BEEREIC L > THEEPR L B 120,
SR HERE—HICHR—3 5 L XRETH - 7.

i, 4 YW AHKROHEBZAWIEEICT -
FDOEHDENPREL, BROHRILE 1z, 2ITSH
EOHFEEBRAHRT Uik, Skt oBEHE 2 K5
LizE o5, X551 52 % RRISHEEROMM 2 HR
BEEZONBLIENSP-12OT, FEPETLEZND
R L R TH 5.

3+6°1 ZBFE: TEMITABBRHECHEE Ris
DIFICANTERBICREBEZ A, REESALGHRAPT
A VISV AHFRICE > CHREGIES 5. RETEKFEZE
Kiz, —E(bRFEZ ZBLREICELL &, ERELR
VEME A R &I BEEEEITR VAR, FORLERIE
THHART, BELHETEET B LOMNE . K]
I, REFTNOBARROBRBOE LD X 28D, AR
MbiEboEMnkEprotz. UL, RROBMES TS
chrhE, Woorshs nrArRD LN, £
oc, BIEEHEARIC 2~5 MERKREIVZLULT,
FOFEE | HOREMBIC L. MICHEZEX THRY
EBUAIEZT-TCEBLE 2 BOEEMEZ, BTEHL
THWEE TS EITEDI.

362 BA%E: FEMH AHB/FABBNE =
FHERRITA oV AHRTEB EREEE L, BEE
—B{LREDH B VI B LRFICEL L o8k, REES
A LT RIMEOWEHICR VAL, ZDRREBDOE(LZ
AET 2 HRTH S, PIHIORETEEE T, EREFAR
WFE—IDIELDEEREMo. L L, BBORRE
DEEIFTLNEEFT-IDELDEHNEL, BET
BIEMMED btz —F, BECHOREYHEIZIIE
(LTI L EDREEMEL, BREFELEE
h, HOLERRNICHBSBREZROUHELILT,
BibA v MY A, BEY <) Y AROE{LT 4 B
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KOBEZH 2 E2HT T, F0hb 5EBEORBIERE
EDETEREHTES LI ICLT.

363 R¥E: BIRMBMEB/ FARBIGE SRR
Inspise/sinMEE a0, Jeic
BhRHEI % N2 T 1350°C fHiE BRI THRBES ¢,
HERU T ZBIERBEROC—BILRE 2 BR & HITRIMR
DEHCEVIAS, FIMBRNEOELZRIEL, &5
UKD IRER P ORFEZEHTELDTHS.
—%, BEwmnssEsRE, SRR zmnz, B
BICUBERFPoREES Y, ERULZZBILRESE
%R & HITHRIMRATETICE VAL, HBHVIE—E
BEZ RN E, ROTHEELZMALU HES S
TEMERF MR ELICBREERICR VAL, BIRE
EOBEZBIEL, d5» LORDIRERD DREE
FEHTZLOTH D, —RICEMBARDBE I,
HEOMENER2IITON BT, HEBHRE LT —
ynBont. UrL, BRABEMBREESREZERL
BEE, ARORBESZE2ITONEVEESHD, £
DEIBEXIIT—FDIESD X IEKRE L 2 HEHANR
Hohiz.

37 T7u¥: BNMKAIFL/M/ A XHRI/OTH
T27 14—, BMKDBEDEE/BRIEKEE

U HIZAEREE ST VD AR SEBE & 3 58K S
B/ A A YR av b T T7 4 —I2kBT7 vED
ERBAREMLUIY, EBEOLWEELERLUT, ¥
TR D 2B INRRES U 72,

SRRBFNIC ABE N Y AR ERT 5 &, INEEE
& 800°C & EAMER TEBHI IS 505, K
REREVAGEBICNNF Iy LO—EBRE L, 7 vR
EHIZBINBKRIZA > THRICEET S, 2010, Bk
HEEOERIIRE S 5. 27T, HBREF ZREIC
FBMMABHROBECRY 2 VB (ID)Y KX, ¥
TAX VRO~ N5 7 4 —ERNNER & DHEH
EEREE T D EBNIK S BB 21T - 12,

Bbgk(I11) 2BhAI&E LCIRE T ABE, 0 A
TEHREBATIBRBETROMBEONEMNELS.
FnEBI B D, ¥ avEBEII) % 800°C TH—IT
EBETHETHNEAL, ZREHERICLTHOE. Bk

Vol. 46 (1997)

SRR OMEGE X, 1200~1250°C (KEREL 2. T4
bbb, REHCEELEL (111) 2Nz, BRERUOKERKR
FRTMBESRL, 7 vEZ2TNVH)BRRICHEEL TES
BRZHETH. ZOBBLH, A4 vru< b7
574 =AW TT7 vt A A v 2BIEL, 5P LD
BEMEETIER U IREBR» 57 v RBZ2EHT 5.
EHNEFEOBE N, BIVKBOMET->T, 7 v
BETVH)BRIHBELLLEEB 7 I ATV I V-
T ) vavITLry vEEEMATHRESE, Bt
EZAEL, MEZ>H>7 vy HREBEHEHT S, REICE

TNHVEESEEST S0, KEE (0.1g/1) R

L.

SEOHFEEBRANDOSMNE LFTBEBEZIEROESBD
TH5 :MPEHE (HERELAY ), WEHKHA
(JFCC), BWHE (UINEFH), FEBH (RG22
%), BRA 1 (BREI), Z/ 54— (BR/NEFHA),
e R (BRILZELE), AEE=Z REZL73iv7
A), ¥k B RZ), #F B (M3 sEHH), &
OAX (b ¥ <), AEH= (RS, TAXE
(B¥E8lk), EXE (BARV A4 YY), dNFE (AKX
BL), ke & (BXRRHEE), 2HE= (7 V1t
%), # 5h— (ER), BRE— (HXKEX VM)

X 73

1) ZHE=: £7 3 v 7 R, 29,1102 (1994).

2) MFEMEE: BARET I v 7 AHRE 8 MEE
BRI ERTEHRARERXTRE, p. 49 (1995).

3) ¥k B, =mEE . SWLE (Bunseki Kagaku),
37, T202 (1988).

4) J. Kinnunen, B. Wennerstrand: Chemist-Analyst,
46, 92 (1957). : '
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7) JCRS 103 (1984); & 7 )V I T HEEFRB OS5
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8) JISH 1698, ¥ ¥ # VD 3 > EDER
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9) ZHAK=: & 32 AN LFEHNRSBEESE,
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Befram BFE 77447 3y 7 ARBILT VI =T AMEROICEST A 325

= B

) BEELT I v 7 ZABBEFEMRHBRETE, BTV I =Y AHHEROILESHHEERELT 5
72, HEEREZTo . ERAROFERICE, MBI X2MESBELZRALL. EROSWITIE,
MEBS R/ KESEE/ BT VA ) EEEEBEET V) SR/ KEGEE/BT V) BEE %L
U, MAERICERZEIRDONLN I EABRLL. THVIZY AOHHTIE, CyDTA-Zn HHEE
HBIZDOWVTHREIL, RERBELVEELERAEEZRELT S EPTE. MERS I3, ICP-AES 2H
WTHEITE LT, REBGIAKRIERE:, TV I=y AQOBRBIZHV TV BESKBOME 2 25V Mok
Zlz. X, BR, RERVBROSHESBEZMEL, WEAZHAS»IZLZ. 7 vy ROHIICE, BIL
BEBENLBIKSBEERE L, A vruv b7 40—, BRAEEOTEOBEM % AJEEICL
1z,
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