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State Analysis of Small Amount of Aluminium in
Carbon Steel and Low Alloy Steel

Shigeo WAKAMATSU

Synopsis:

A simple and reliable method has been developed for the state analysis of small amount of aluminum
in steel. The procedure is as follows:

1. Separation of aluminum compound from steel.

(a) The steel sample covered with close-texture filter peper as a diaphragm, connected as an
anode, is dissolved into 130 m! of 1 9, NaCl-5 ¢ EDTA electrolyte (pH 6-7) with current
density of 50 mA/cm? for 2 hr. Remove the anode, and residue is collected into filter paper
using methanol. Add 50 m! of 4 ¢, iodine methanol solution to the residue and warm at
60°C for 30 min.

{(b) Filter and wash with methanol. Add 10m! of HNO; and 10 m! of HCIO, to the filterate
and evaporate to dense white fumes. Cool, dilute to 100 ml, and determine aluminum in
cementite in accordance with section 2.

(c) Transfer a fifth parts of the electrolyte to a beaker. Add 15ml of HNO; and 10m! of
HCIO, and evaporate to dense white fumes. Cool, dilute to 100 ml, and determine alumi-
num as solid solution in accordance with section 2.

(d) Transfer the paper and residue (paragraph (b)) to a beaker, add 30 ml of HNO, (1 : 1)
and 5m/ of H,O, and boil for 10 min.

(e) Filter and wash with water. Add 10m! of HCIO, to the filterate and evaporate to dense
white fumes. Cool, dilute to 100 m!/, and determine aluminum as AIN in accordance with
section 2. ’

(f) Transfer the paper and residue (paragraph (e)) to a platinum crucible, heat until the
carbon is gone. Add lg of Na,CO; and ignite for 20 min at 900 to 1 000°C. Cool, dissol-
ve in 30 m/ of water containing 5ml! of HCl. Add 10m! of HCIO, and evaporate to
dense white fumes. Cool, dilute to 20 m!. Filter through into a 100 m! volumetric flask, and
wash with water until to the mark, and determine aluminum as oxide in accordance with
section 2.

2. Photometric determination of aluminum.

Transfer 5ml of each of the solutions of section 1 (b), (c), (¢) and (f) to 50ml volumetric
flasks. To each, add 10m! of water and 5m! of 019 Eriochrome Cyanine R solution and allow
to stand for 2 to 3min. Add 3ml of 29, mercaptoacetic acid and 10m! of buffer solution and
dilute to 50m!. Warm at 80°C for 1 min. Cool and measure the absorbance against blank solu-
tion at 590mg:.

(Received Oct. 29, 1970)
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MR EIC X o T d R, BiFEh, BRETTLILTY
B OLEBOF HMOKESWIEEZBL T, ThdE
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AaxhTwvs. ek dFR 2P0 & LTRET
MFi7ebi, COFEICXoT AN OFE BRI S
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HHREED, FRENRZEREED L LTHlEShiz. EHIKT
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T, HgkhEB L SRz HET 5, Wb EAR
BT X% AN o4biEx LT, Bl ol
A, WAOHHENRVWEREZELLBELTVWS., T
NEDWE»D, EEREEELEINTEL Ny F
BEGHh R X5 AIN oF&EEd, BRiEET~
SRV e DT WVWB Z L EBbES. EHIT, Ne s
RS TIE, M LABREROERY R
L, £k b AN g% HHT55ERZ 2T Wbk
B, ke KT 58k, <& xiE, B, Ti, Nb,
Vi EREGFETLMCRBEATERWRABD 5.

EFEEZRRET 2TV SO RESITEOPED™ID
DO—RELT, SARIhLOMESEZRITTSELD
2, Ti,Nb, V % E# &8 T5EE84M, £ LTHEE
JEMERRELT, REHIDIDLAA, ZThHEDEESE
SICAEAL S B, L Al ORISR STER
Vi3 5 B CHRE 217727

2. SAFDT7 I I =9 LDOEERRE

M oiME Al OFEIREBITOWTIE, B X <
RENTWT, HEKICEB LcdoDEh, Ebie L
TIL AIN® E{rdr & LTk FeAl,O, ALO; 70 % /
FWERIE R EDFET 5 2 EBHMLNT VWA, R{LWX
FEET, EERiBIcRWT FeC i 20 FEiE

Dutskr

BFTW, G FEE LS, ot mOEEICE
ErE 25\ b TWw5®, Lich27T, RO
OHME Al ORERIRESITICH VT D, EE Al AN
B IO ALO; OLMEEIN TV 5.
LEIOEERICHAV7: Table | OfAEL 1-b DTl
HEEAT I OWT X BERZ{T 22728 RTD, ALR
DA TR SO AN, FeAl,Os 5 X O a-Al;Os
DLOFENED L. 7T 2P CEERREL X
s oi T Ept, BAELRELTE, TLMETER
LS 5RELEbhs. X2T, AMEKEWTD, E
¥ Al, AIN 35 X OEE{L Al o 53R ke MGt s
Hrril, XbiT, AT TIIHIRME S ONRE
T5 3,5, WEEOEE, FEHIKECE RvoT
Fe,C rhiz Al OFFET HTAEEMR I & D X 7RV 20
T OFELR LTS, ERELOVWTD, HbETHR
SEfrieoi.

ks, TOMIEEERTHICESVWLTIE, BEEOK
DD KIEF I BEDFED DO EE &L [k, 1,5
ATREDHT i, NTEWEIERRHEAICTEEL 72D 5,
FnEn&pieho Al 2ERT kg L2 ZD
HiER F P TIET b TS, ik & DERE
OWHDOETIEHEHOFEL VT {hTwd ERS.

3. g # 8

SRS & LT Table | iR+ & MOMEER L.
ZD5b REE 1 X2 BRI T AEE SN EEMH
(TERSE) Ta 5, 3k 3, 4 FL VS DB
ORDERP BN EEN GREBRM T, Th
PAERCHALLSDOTHS. WThdThThoOi
O E ZER—DHEKEDOTWS. THhbDH
M SRR RE L, —ie oW TR U< Table 1 i
T U7c Befe g LnEER 727D b, 5XI3X70mm O
& X ETHN T U SEERITHE Lz
4. HEBIUEEB

+1 ®
REFREOhIHFECREMED D OREHA L.
FELLODAREOETHITS.

(1) TR : BLERIID L [F U 1 % NaCl-5 %EDTA

Bk (pH 6~7) ZfFR. )
(2) I-x4%7—wiEwk:12g% x5 7 —150ml |z

* AAFEHRAR, UEEI9RES

D AIN ZRESE, SRHT 2 8D, »30VRALHCERKLI
3D 2MbT, (LFEROKEA UL ALRIED AN OHHEFELT
5EINTANY, BEFBIASHEO NaCl Bo AIN OFLE
TR EHBHEINTNSID., .

**+ R 20g PEMBL,TOBERI S I-X 4/~ VERTHBL
FesC BErELI. ‘
*x% FeAl,04, AlyO3, 73 7 BVWBRELZ FRIBESEVEETSHD,
L BEDL LA ZORHEL SO T, ZO&RRERL. —EL

- TEMEY Al LLTRTT EE L. :
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Table 1. Chemical composition and heat treatment of specimens.
Chemical composition (%) |
No '—— - Heat treatment
e si|Ma| o [ Mool T v] N | Ao
I-a ! ! 1 | | As rolled
-— 1006002032 : 0-0138 | 0-038 0-017:
I-b | | 920°C x | hr—~Annealed
2-a |- | As rolled
40131020} 047 0-0095 | 0-020| 0-010
2-b 920°C x 1 hr—>Annealed
3 0-13|0-28|0°91 | 1-02 ] 0-47 0-0101 | 0°020} 0°011] As rolled
4 0-12|0-30 | 1-03 0-031 0-035; 0°0093 | 0026/ 0-014] 1200°Cx 2 hr—Annealed
5 0-11 | 0-41 | 1-28 0°052] 0-105| 0-096| 0-0088 [ 0-019| 0-012| As rolled

BT 5. R0 EARYT 5.

(3) FH&5)a—nEs (2%)

(4) = yvFxvoas7= R (019%)

(5) HEMHEw®

A7 A 320g LEk Na,SO, 25g %
KICEML 11 &L, ZhickEipizhmz< pH%E 65
T 5.

B:®yAXxvxzFL 7329 Y)072-15 10ml %
KITEHHML 100ml 95,

A100ml iz B 2 ml ZhnxiRE L FEIEKE T 5.
RO ERAT 5.

(6) 7= LW £ Al i 0°100g £
7K 10ml CTHEFL7zDb, HCIO, 10ml 2 hnz, hngk
LTHEBEL 2 E CiRiET 5. Cha/KCEm|mL 11
O TONKERKETS. ZOREEY 50 5 (2 ugAl/
ml) 5 THCHATS.

(7) Bybin Al ERgT SEARFTCBRL, €8

Al 01% MEREMIABBRLLOD, LEROEHE
BH Y, BREARTRARLL. ThEERLELN

TR XL I-x 4/ — VBRT B L. ZoE
EETFNWVITUHFAPTEHELELIZDD, 320 £ v v 20T
TR LR CoBRXT DT XBERLZTE2/-E T
A, TE0RE 1-b 0FA LRI LK FeALO, LI
a-ALO; OFFENRD btz o Al TO{LAHOHF
ERED LN hOf. EEOBPOREILY Al OIREE

CIEVWHDEEZEND.
4.2 2= =

(1) EREE : BRO™D LFCHDT, Eifds,
ERFRED, BARS, BHAKELE»OERENS.
AEEEELLTHVWSZLIRUTHS.

(2) HXeXENES - A EPB-V &, RIREVIX

10 mm £454% {8
5. ZALI=9LDREFNDBREIUVUERIRE

5-1 RRERIFEIRME

(1) ‘EBRENCERKR 130m! 2 Ah, H5»UDFF
B LB EZ A8 (5HIC) [REERICE 5 A LEMK
it AN 5. FRBHE N, fRfzRmELC, Turas
TPV EEE A 2 R ERRW G I 300 ml/min T L,
D, WKABEBTHEBLASS, 0mA/m? BITOE
WEETH 2hr BEEL, WEH lg 2BiFT5. Zo
i 20~30min Xz BTB (FuoaFE—Ti—)
HERHOE FVWEMKO PHEZ LS, d L, RERHHIR
FrE Lo HCIA+1) %@l <, BRED
PH %2 ohic 6~7 R >X ST 5. ¥/, &
AREFlE K LR % 25°C AT fREsT 5.

(2) EBRRHTHR RHEERI A|REC L Blo v
—H—RANS. PR pH % 6~7 I fAEi L
EDTA &k (0°01 M) Tk LIRET . KR EMRE
Wz .

HIEFREE R PRV, AMRITHE LTV R BREOKES
AH ) —EIANCETATREZT. ZoHBOUIN
ZRVWHREERE CMEL TV AEREEZ FHR SWET.
FEERVE 2 2/ — VT REBELEOL, E FET
5.

E—h—RTAHARFBERLADL, 58 (5EC) %
BAwaiEL, » &/ —nT 4~ BliRET 5. A%
BRBITINZ B

(3) EBREBIT 250m! x 27 5 2 a~AhEwx ¢
KEMzs. Zhibd S0ml 25K E—H—iKAN,
HNO; 15ml #hnxm#EhLC* %/ — % R+ 5.
HCION0 mi #hpx 572 720Nk U CHELE < % Tt
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L, EDTA #4345 & & dic HNOy ZERR3 5%
W%, 1Rk 20ml 2hinxREABET S

(4) ¥HEE, 100ml » 27 5 2 a~ANHERE
CAREIEZS. DATHIIC 52 (1)~(5) LAHh>2T
BIEL, BEBkELTD Al 2EETS.

(5) F(2)oBERARIEE—n—-KAh, I-
2 4% 7 — Vs 50ml Zfnkx 60°C T 30 min KR T 5
- Ak (5FEC) 2AWT A@L, x&2/—nT 1O
BERBDILLIEDETCHREFTD.

(6) »Hikigic HNO; 10ml &k, mELTIlHR
YU A &7 —VEEKRLDYL, HCIO, 10ml 2hnx
S fo UM L CEELE { ETRME L HNO; 2 BRERY
3. EEME, Bk 20 ml RN IEIEE BHT 5.

(7) BEME, 100ml 277 Aa~ANIEHRET
kEhnzd. DITFHRE 5°2(1)~(3)IT Lizas>THAE
L, FeG dhop Al #EET 5.

(8) kit (5) OEER AT L~ 11T A,
HNO;(1+1) 30 ml 3 X8 HyOp 5ml %jnk, hu#EAL
< 10min E#T 5. A (5EA) 2ZHAVTAAEL,
{BKT 3~4 EIEET 5.

(9) Ay HCIO, 10ml %hnx, MEL CHE
VL E Tk L HNO; BT 5. Wik, 8K 20
ml ZnxEERERT S

(10) ¥E14%, 100ml 2 27 5 ZaA~NANIEHET
KEMEZD. DATHEE 5°2(1)~(5) I Lk > THRF
L, AIN LT Al 2EET 5.

(1)  EREB)DEEFEXIAKRI LEHED DESAN,
BIREIRBRIL T 5. 47k NapCO; 1g %X #9 20 min
YERIT B, %R, HCLS ml 2&Tk 30 ml CHibE
BRUEIRT 5. B2OERRD KDDL, HCIO, 10m! %
MEHE L CHEREL I 5 E TIRET 5. W, K
10ml Z#nxEEEBRT5. d L, WRBPELLERD
X, A (5FEB) AVTABL, KTHETS.

(12) BEE, 100ml 2 27 5 2 a~AN EHET
KEMEB. LT 5-2(1)~(5)iT Lch > THME
L, Bt Lco Al ZEE=T 5.

52 ZLI=YLOBRNREERFENE

(1) EFE5-1(4), (7), QOKITU)D%&x =
95 2apb5ml FoRGEM*L, 50ml x X735 R
a~AND.

* L, Cr 28875& 312, BMEDRHBC HCL 2HMLT Cr 2
I e 5. COBAHR HCIO, % 15~20ml EHAT 3.
#  F L, Ti, V, Nb 2238353, 7ya ER (3%)
Sml 2MAS.
Wy, Re UK PERUICEER, ERAKTSABLAHE L b ST
3.

(2) Zhbigyk 10ml XU )A 70607 =
CRBHE Sml jnx 2~3min {EH, FAF Y 2—
AEE 3ml RINZEEETT S THICEEFER 10ml
BIXUOKEZEBETHZS.

(3) #9 80°C K#HEAT 1min JNEL7DL,
IKTEIRECTHHT 5.

(4) ZOBEBRDO—EREPFI £ VIT L D, ¥ 5 min
BHERREZ L LT, HE 590my Tk 2Bk
EXHlETS.

(5) P UDHEMLTHIREMID, ThTh
OFFEL L TD Al ERKD 5.

(6) ZezRERWK : B¢k 1g % HNO;(1+1D20ml T
L, A (5®C) ZEVTCHBTD. [BKDWT
X &7 —VTHFT B AR RER OEHFR 130
ml &inx, 250ml x 27 5 2a~Ah, BT EEE 31
(3), (4) BXK 5-2(1)~(3) T Lics2>THIET
4. BEBIO® A £E—n—iC AN, LMFEER 5-1
(5)~(12) BX G 5-2(1)~(3) T L3> T #HBIFT
5. B FNOIRIBITKG T 5 IR & 22 BRiK
LT 5.

(7) #EH: ERREahfElosvwigbhi 51
(4) D 100ml x 2735225, dSml 0% 4{ED
50ml x 275 RAACHETH. INKFNVI =D AE
Wm0, 1, 3 X0 5ml &z, LAF 5:2(2)~
(LI TERIEL, 70T =9 2 ZHRIEHINEO
Dbhox FIEE LT BOLERAIEL, Al 3 & OREFRR
=

6. SAhOFT I I =9 LORERNTEEDRE

6-1 EFE Al &{LaY Al LONH

TESRHBSRIC RS Lic Al 2 ERT 51T, JIRERS
nie Al 2855 -2 27 —uvihiliEd 500 Br-x
2 F ViR CE i BERO Al (Z{bis X O BRI{ILD
LLTo Al) oFREHEFIO 2, BEAEE Al (&
7 Al 3XOVAIN) OFERED» D, -2 £ 7 — Wiz
HBHWIE Br-z x5 vk cBe AIN L LTo Al
MM B2 23] MEMNLEENR G DESTRbiLTy
T, HEEEINT E13kW.

ZhRB AT Al 2Higks X OEE Al 565
50T, F& LT LD vy o FRE R HYE
BRI XN T VB 72D, HEEOBER,» LMED Al %
B, BET508E#ETH2DORLIDDDEEDN
5. L2»L, REEEdElEs EHTHH ErD TR
S, MEOKITED BITNELYHELWER WA
Ve
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Table 2. Comparison of methods for extraction
of aluminium compound.

Alminivum found (25)*
S 1

ampie Br-Methyl acetate I-Methanol

extraction extraction
I-a 0:018 0-018
1-b 0024 0-025
2-2a 0-005 0-004
2-b 0012 0-012

* Average of three determinations

FEH IS B O T S REEDFEHT Lz, NaCl-
EDTA EfWE BV 5 BRI DZ X v, BEERE
w AL 250, FERTAEFEERRDL Ll &
s (ERD 7 = UBIEREBMWE R AV B BT,
AIN Dt bA Y Al ZHhiH Uicfiliz 2~3 & 515~
B3 ZOHE AIN OFERBEHN N 0 & - RS S s
DENX D BEERES L VbR TWED. £ OFEHEE
LT AIN 23T S b 5 AKIC ST @m0 d 5
O Z ENEZLNDS. Tio, BEOHRED T X
AN VX & 7 — Vit dh ST 258850, ZODH
[-x & 7 — ViR TIE Br-x 2 Fouliiss X 0 & (&4
BELZLEBHBHEDI VDR TWS. 12T, Zhbo
BRDWTIFT 2ok,

F75% Table 1 dl-a, 1-b, 2-a 35X 8 2-b O Y
R FIREY © Br-z 2z v R L O I-2 &
— VIR TOIEL, €57 42— (M) TG, B
VISR » Fov, B4 &/ ~ A THET 5. DT
neho BELZRHGRS 5-1 A1), (12) X 5-2(1)~
)WL O>TREL, FEEPD Al 22T 5.
# 3 EOSH{EHDF% Table 2 TR

Table 2 w42 <, SEIOERERLERR T
Vi, E0fE, BMAEESERCERL L, MEOSFEICER
WBEED Le ol I LOHED TERDOH LR
DL, IRFEMHE Fe-N-Al RA&& OB HLHB oSS

'féb,*ﬁ@ﬁ%%é%wﬁ%hmﬁmﬁmwmv

i, GERDSITH TH, UK SDERD KT
LERIFEDLRTWAVY. Zhbofe Table 2 @
BRI D, MRAEZNERE T HEMETIE AIN O x 2
S —VICHT BB oW, FERT A LER
ERBND. ZOREEILOLITHRSE FeC 04iRic
WEEMED Xy I-2 & 7 — VIEHRE v -

D& AIN DKiT 553 BifE Ls~R57d,
Table 1 DM 1-2 X 1-b 2BV, EFHHEE
I-x & 7 — VIHHRIT X B3t EE GO Al oE&R{ED
B2 fTiof. 2L, BRMHEEEZ LTS 1 ok
THDHH, BHEOHHEERED 2@8%ECX WL, &
BHRELT 5 1(2) RHELR x4/ —2Di3d, B
WO BB IV VIODRESTOEEE AL, pH %
6~7 Wi L7z 001 M, EDTA e dHE L.
& 3EDSGTEDFE% Table 3 iTFET.

Table 3 DIFRP L, DEDZ LMEEIND.

(2) HFWELT 27 —ARFERALAL SOOI
MHEESRDEBEEZSZ &, LS I CHELEE
EXMLEw Al OB LTRLT<hTws g
TTHDTHDHLES.

(b) ¥EEH e LT EDTA BHZHHE LS, &
HE2BZ &0, LT S5 Lckdikic X o Tibd
# Al, 2 LT AIN O—ERB5FT 52 &2 WES D
DTH5.

(c) ZoTEEILEMPEMMEICDS AIN O—F 2
ST DO TRV EOFEMMSLE LB, £ T, B
RO E L AHIEEC L, REFOBMRIK (K¥—»
— I ANERPIHE) k&Moo % BbOEBE
& 130ml iz, TnFh 2hr BiiLizob, BE
RO Al 2ER L. ZoRKRR EEFTOSHER L
L, #1& 10~30% DEREERL 7D, HBEXTTEA
ERLB 7otz BX 5L, Kb BVIZEEOKER
KXo AN OGRICBERIONEELSIEL, TR

Table 3. Effect of wash solution.

Aluminium found (95)*
Sample Electrolytic extraction I-Methanol extraction
Wash solution 1 Wash solution 2 Wash solution 2
lI-a 0-016 0-020 0-018
1-b : 0-025 0-031 0-025

* Average of three determinations.
Wash solution 1: 0'01 M, EDTA solution (pH 6-7)
Wash solution 2 : Methanol °
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Table 4. Separation of cementite from aluminium compounds.

. Al in residue (AIN, FeAl,O,,
Sample Temperature | Standing time Alin filterate (Fe;C) (%)% AlLOy) (%) *

) ( min) Wash solution | Wash solution | Wash solution | Wash solution

(1) (2) (1) (2)

30 0-004 0-004 0:022 0-027

- Room temp. 60 0-007 0-007 0-019 0-024

60 30 0-006 0-007 0-017 0025

" 60 0-006 0-006 -0-020 0-025

' 30 0-000 0-001 0-008 0-012

- Room temp. 60 0-001 0-001 0-009 0-012

60 30 0001 0-001 0-007 0-011

60 0-001 0-001 0009 0-012

30 0-000 0-001 0-012 0-011

. Room temp. 60 0-002 0° 002 0-008 0-008

60 30 0-002 0002 0-009 0-008

60 0-002 0002 0-008 0-009

* Average of three determinations.
Wash solution 1:0°01 M, EDTA solution (pH 6-7)
Wash solution 2 : methanol

CBTEEL»LL B XN/ RIETIRSMT 5 2 L1k
BV OTREWwWrEBbhs.

(d) EDTA E#i% B & UCEA L TRl
e, I-2 27 — WL ORBREMITE —F Lz &
ik, -2 27 — vk cd Duiskr 50 0IEHET 5 X
S AIN O—ERBHHET 5D TRV EDEEVD
7ehd. UL, I-x 27 —vigiigE i A dic 2L
MBELOCBEME LTD Al 240 L, EgHHHE
ETRENLDIED FeC 244 ATWS. L, 20
Fe;C miiz Al 2EF LT 5 & T1UE, FesC 2453+
% I-x 27 —villEETiX, 2045 FTHEER 7T 0
WX IRT, Tabie O3 DFEE»H-FHic AIN O—I
BORINIEMEBET B ZEIEXTELV. ZDOHIZDW
TVKRIE 6-2 TR 5.

62 BREMHEBELS XV 24 MOHH

AEMHEETIE FeC pSERMICmB I s 2 21X
T TG L0 E K )T, Table 3 OEMEIHHEA S
T FeC BEFTNTVW5. T FeC iz Al 2374
THEPEIPBEBEE L DbIFTH B, TV
EFTH4L, BREMBEEESR?D FeiC 0LhaEEMIC
FEEL, T Al ZEBTELERDS.

PEkz 5 L7z BEHHLERED S FeeC 2458ET 5 I
i, —fgic HCl & {FER I, Ao VOIKES T
IDCHELJGORO S Lz HCI(1+4) THIEBT 5 HEEIC
X OCTHEREER. LrL, SEOHEEE HCl iTX
2T AIN HI3ETLEHET 205, ZOFEERFA

v%&w.%:f,bxa/—w%ﬁ%Facéﬁ%%
L, AIN U Dthofba& Al c ALV &%
FAL, CoFEEAVWDCLEL, DEDOERPIT
D7z

Table 1 @ 1-b, 2-b 3 X U4 © 3 0B
&, EFC 5 1(5)~(7), ADUDFBITK 5-2(1)~
OO L7ehBOTHREL, AU (FeC) X UEA (AIN
ZofhofbE& AD) o Al 2EBT5. =KL, &
R HIMHEIER 2 ST 2 VO 58I, EiBk &
LT 2 &7 —vDigsh, Table 3 D4 X R 0°01M, |
EDTA Wika bR LA Fiz, I-2 27 — Vigwka
HIZIWLTIE, BE - B2 ELA L2, £3ED
KEREDFEH% Table 4 iT7R77.

Table 4 OFEE»L, DFDZ L RFEEIND.

(a) B 1-b @ I-x & — VBB O BT DI
BT Al OFENRED LN, Tibb, FeC
WAlOFHETHZEEZRLTVS. £ LT, Z2d FeC
o Al ZfrEL7 HEOEREHRD Alg L, Table 3
D I-x &7 —uihigEic ks Al BE —FT+5Z2:m
5, Table 3 ¢ I-x &%/ — ViiEECIEKBE S DI,
AIN Z5RE L7072 TR <, FesC hod Al 2Bk L .
Pl ThHBENED. LikcdioT, Duuskr 57 ot
Rz, Bl E LA AIN 25 Br-x 2 FOLAENHT X D
T—8oRT5EVIBERAED SN

(b) ZhitxtLTHE 2-b 5X U4 DA D Al
RIS METH 2. Tihbb, ZhbOEOBEE-
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Table 5. Separation of aluminium nitride from aluminium oxide.

Sample Reagents added Boiling time Al in filterate (AIN) | Al in residue (Aluminium oxide)

P (ml) (min) (%)* (%e)*
HNO; (1:5) 30 5 0-016 0-010

10 0-019 0-005

15 0-020 0-005

1-b

HNO; (1:1) 30 5 0-020 0-005

H;0O, 5 10 0-020 0-005

15 0-021 0-005

HNO; (1 :5) 30 5 0-002 0-008

10 0-002 0-009

. 15 0003 0-008
HNO; (1:1) 30 5 0-006 0-004

H,0O, 5 10 N 0-006 0-004

15 0-006 0-004

* Average of three determinations

FesC rhiz Al 213 LAE EFHR VI EEZTRLTWS.
LaL, 3 2-b 132 bx<, #E 413448l
1BIP2DL I NEEMEI DS FeCRNEETHD,
FEELDNZ EDF X DI, TG LArL 50
S HBOT, WL 2 OMIEDOH S RS R ORE
4RFREL, -2 &/ —VIBEFTEO BRI DT
XREPT 2T Dic s 25, MBI EE D FeyC 2
SN/t U, AR E o2 <Rt S nigh
Dfc. I-x &/ — VI X D S EOERRICERA Lo
FDETIE FeC oG5 ISEETHD LWL 5.

EDX S BIBEIT FeC o Al & EN 5 »IERAT
HHH% BRI TRLE VL AlEFESSVOT, Al
EFEE, Th, FURELITH BEZED $E0EH
vk, 7%H Table 9 1243 X 5ic FeC rhod Al p3/b s
WZ Ehn, BNIBEG L LBERP LD TRV &
Exibhb.

(c) %W (FegC) rhop AlLiidkid o fiiEic X o
TERIAECLr27iTxt L, BAE (AN, gt A
oo Al Bl 4 26 &, EDTA BmoBaEx » 4
J—WICHLTREZ SR cooisr b FeClikd
DV HOMNBIICIIEETSH D, Bt Al L5
THLEREFELONEWHE, S8T501T AIN TH
5 EpHEREND. R4 OBREDD Al BAWEWT
OFBHICIO>TERZE L VO, &5 LEE848T
BT % AIN BREFEHOBEID D, RERKLD
BTV RIS,

(d) I-x %7 —ViEHEIT X 5 MBEHIZOWT T,
%8, 30min TRBIEMEICLRNTI VFRH D, FE,
60 min 23X ¢f 60°C, 30 min Ll FC—F{E%E~r. k
2T, BATF FeyC o 4yeficiz 60°C, 30 min &M% 1R

FAt+szEEli.
6-3 AIN rSE:ifLiy Al OE

— kDO MEMAPICHFE T S REOHE O AN, HC,
H,SO, 5 EDQYUMICELITHBET D LvbhiTt\n5.
UL, EFHSDRTHE LX S, & X ERREMT
b, FNTERHCSBELEWEERD VD, LT LD
TRCOEPEERHCHIET D LRV, & <IIT
E&MTIE AIN 28048 BOBEMH»P VB TS L
BEEnBH LR, HPOBRELOF»LHTHHL
2 TéHH, Table 4 OFER» 5L TO—H D PHbi
3. XoT, @b Al EERETIC, FLER AIN
BhbbA, RELINEEED AN %3 EmT
SETSH. Lrd, ML FEERVWETD, 28D
EREITIL DT,

Table | @ 1-b I3 X4 DHIDERE 1g% I-x 2
— R EEED THAF L, B Al XU FegC riod Al
ERELICDOL, BEEX SR E ©— b —1TAh, Table
5 TRTREOEMTHRET H. LB, AREZHEWT
A, HEL, DUFEER 5-1(9)~A)FH X T* 5-2(1)
~(5)IE LMD TIHEL, AHlBIVEEHD Al %
EET 54 3 EOSH{EHOFEE[F U < Table 5iciRg -

RSO 13 AIN 2E8LMA0 ALO; 2ERT 5%
%, #E% HNO; (1+5) TAEBInIE, ke & i
AIN 3,462 L, BAEGIC ALO; OHZEETZ EMATE
5. Tibb, MEOERMSHNARETHD LHEL
Tn%. RKEBRTHID HNO;(14+5) ML A7
L z%, Table 5 wiRLAX 51T, 2t 1-b (RED)
Tk 10min B\ FFEHOAE$THE, HNO;(1+1), H,O,
MR E —FTHERPBELR DM, 34 (RE548
T 15min FHHMLELTD—FLERESNE»D
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Table 6. Determination of nitrogen in residue.

Sample Reagents added (mil) Boiling time (min) Nitrogen found (%)
' Nil
HNO; (1 : 5) 30 15 N
1-b
HNO, (1: 1) 30 10 Nil
205 5 Nil
. . 0-005
HNO; (1 :5) 30 15 0-006
4
HNO, (1 : 1) 30 10 Nil
H,O, 5 Nil
Table 7. Determination of aluminium in aluminium oxide.
Aluminium oxide added Reagents added Boiling time Aluminium found
(mg) (ml) (min) (1g)
HNO; (1:5) 30 15 Nil
0-1 HNO, (1 : 1) 30 20 Nil
H,0, 5
HNO; (1 :5) 30 15 Nil
0-5 HNO, (1 :1) 30 10 Nil

7=-

HNO; (1+1), HyO, JAEREEEE S fER&HEOZE(L
POMOO SRR LT E 7T, TIN X 5%
LRI E SBERHTHEL 55 T EPROLNT
VB IR R ELEEICE T S AIN o KSR
BEHCHL S5 C EBHESh, FHE, H 1-b T
HNO3(1+5) Jufips 2 fERO—FH Lol &1, TiIvEE
535D CTHSE. O ErLAPIDGE—FHLK
o7 diE, TrL B, HNO; (1-+5) AEEDIT S ITH
i 0 S IKBbhb. 2T, I-b XU 4 DHID
ol 5g& Table 5 LR UABETAEL, HNO; (1+
5)30 ml T 15min %X 8 HNOy(1+1)30 mi, H;O; 5
ml ¢ 10 min HipEoEES, K.S0, 10g, CuSO,
lg 3O HeSOy 20ml & kT 1hre nghLo5fE L
Db, KIEGEE -+ 2 F-BAREFPTERZER
L7z

ZDFEFx Table 6 [ZRT &< T, BB 1-b THX
TR EOEERCEROFERRD ONT, VWIhtd
LIRS ENI T ERR LTS, THITH
Lathl 4 Tix HNO,(1+5) AABEED A HITH LT
TROFEIBED LN, SRR+ EE2WEOTY
. AbBA, COEEN AIN L LTOEZELED
FaFixin <, MOB(LHOERTHL LIV ALV T L
b7\ as Table 5 CRER BTV 5HFEL Bxhbt

i, zonric AIN L LTOEZEDLFENRTWD T
LiEgEv . HNO(1+1), HOp AAHEEDERARIT
BEEOHERTD ST, COHEITH, ZORERE
12 AIN OSBOTETHEERZFLTVD.

it Al 12 HNOy(1+5) %5\ ix HNO3(1+1),
H,O; Iz X 2EMQII L 2>THBRLIEvd0 &b
5ﬁ,ﬁ@k&4d@)®ﬁ&KiOfW%bh Fe
ALO, F X a-AlLOs % &%, HIFOWMPICHEET S
Bt Al LR IBEDOREVEEXLNDERILY Al %,
LEO2EOEECEBLELL, AHLzDb, DT
we Al R R o, COEE Table 7 (TR
FTEL, WThOEAD AP Al b EhT,
Bt Al 3N BOERIC X D THMENIRN T &P
. ’
BLEORETEE RS 5, AIN 3K —E5 BT 54
e ls b Db B, HNOg(1+5) i b e i3 H i Lisy
w@mﬁit%@ﬁf,m%m&ﬁm#ﬁnm%ﬁma
DY OHBEET D T &bt —RRIC B RN
AT L7 AIN BAREETH 0, S&k EEai
BOFRICHH Le AIN BEETHDHEVADHEED.
L=poT, RREE,»SEELMET, SEOTIEE
ARG E L AKEES T OHE X, $dho AIN ZERE
HICHET D3RO FEAZ LT 2B EDEESI 2R
T5, HBOIVE, FREFU XD EEI,THR
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BT 5E, PRAELRITRED 3Fxhssdbsb. Table 5~
7 OFFR» S, HNOg (1+1) & HO, T X o T4
LHEED, GEMICHTH LickER AIN O45iEd %L
ThHo, »>2, Bt Al(FeAlLO, 1 X Tt AL Oy) i
BRI LicvZ ERbhok. (EROBBRPLHTDH, T
DX 57 BbHE hnxic & Tl E, TE{fbX e
AN OERISFRITARETE LV ERPhS. Lo
T. ZOFEEZRBTHCEEL, EihEx Table 5
5485 10min & L 7.

7eds, AIN 25 LRl X 5 e b ZEMMHc £ R 24T 5
BFEREIZ2WT, UG b o AN W holgs
DRI ZRRDONT, TOHHERE (F&LLT
HED) WX o THBATIBEMECELELS DL
FZLT\Vv5. Duski 57 L2 Br-x 2 7 vk
HET AIN OFERESREZE SO, BT LIRhi
WHT 5 AIN BB THEIDREEERD, | ¥y
T 50T L B EHELTWS. UL, EhE Ligd
EHTHT S AIN 2SHERHCMRLIC e D &0 5 & LT i3 e
BH 0, SROEBROER>S, BT LEThD FeC
i Al BB LT WIS HD0R S hdibivd & Z
Aink, HBHWE FeyC thp Al % AIN LERZBL~-D
TR Bbhs. —3F, @dho AIN 3 giEd
DESTIALFGEDDOBRERLINTVWED. 5Lk
HOHEEELTCEZLNS. I5IL, EHLHEKOHE
FD AIN FEREFEILDBEE,S, HFTHHROHTH
MOKEIEZEZLNDE. WTHIKLTHIREDE Z AR
RxTHTH 5.

7. ZII=o9ALAORENETER

P oME Al ORRXEERTE, F¥rR-F
BIELIMHZE™, 20 47X 0 — U SEOW, 703
LERIDION UL RV BT WS, L L, e
FEZ W~ Thd Skt o ILFRSOWENS T L
{, TOLMCEMLFHRERHEZEL, BHEtLH
DBIFERVIV. ZHRICH LESE Hien? s L
7o, ST OMEFA LY - MEETETL, ThbitE
DEEEGTF7IVEFEDD LAl 2 )42 oA
V7= RTEBEIELIFHER, KL OMMILTFRSEME
ETDLENLD, BIEVES, DETHY, Lh
b, RE, BRELDLITITCWS. k2T, Tk
ATz E L, TOBAHERLODWTHRF 2T
7.

7-1 @i 4 2

(1) [ Al REFEMPEEZRE LD E0E
iR LERET 52, EFEPICIZED EDTA %

&%, chid Al ORREFEOWEL LI L, H
EP USSR L TR LESD D, THITIEELRD
VOIREESITD & & LFERHNO; & HCIO, A3 &
LEL, TOMEREIZOWVTHRILAER, GALAE
B 1/5 % 5B L 723546, HNO; 15 ml 35 X Of HCIO,
10mi Z{ERAL, mEEREAEQEEITE X, EDTA
Dot LR D HNO; DERBRIIELTH D7

(2) FeC thop ALV I-2 4 /7 — 00 1I-4 4
S —VBEPLERTS. COBESLALIUDI kX
VA&7 — VBB LTRILERSS. LrL, Th
1 FesC i LKA B L 72d e D I-x 27 — Vi
Wiz HNO; 10ml #inix, MBEMEMET A ik oT
BHCHRTH LB TER. £DdH L HCIO0m! %
Nz BfEAERE 1T\, HNOy 8RR 5 & & d T EE

Al DBEEFHEFRTLTHI ST L.

(3) AIN & HNO, (1+1), HyOp JEEHLDIFNEIT
HCIO;s 10 m! % fin 2 B insn % 137\, HNOy ¥

XY HyOp ZERRE U 72

(4) Bk Al 1x AIN St o RE %2 EERIKILL,
FUAVEMCEDOTCHMTHIE L. ZOHE—K
TiE KeS:07 T X 2T b T34, KiS0,
i3 Al 0EBICAEDOEERY B IETHERANRDZ0T, &
7K Na;COg i L7z, Na,CO3 1l g BEEOHAEL 5I1F
DHLITHRRS X 512, %A LEERL»D. B,
Bibla HGl CHEBLADL, MhEGBERFA 25720
i HCIOs 10ml % hnz GiBmma 7is27. Z 0
By MEREACLZENDEH, ARITHITEEMRL >
.

72 BEFBOEE

Hi2i3 2 f@iaugs HCIO,, HCL, HNOQO,, H,SO, 71
FORBEDOHINDLEIZX05~06N & LTW5. HE,
BOEBEIC L >TEEDCERXD I, WThoiEdhZFo
BOEHEHOIFRNE L LB LA DT, FUL pH T
P Az YA v AT = UREEORKAERETT S
fHmDH B DD Livie. & LT HCIO, ik fhdEkic
HLUTEEEIAEW. LarLl, EEEL FCHEnmEs
iz, K#Hp o HCIO, 2R3 hiE, fhodficL
ZABDILWCRRER BONS. LichoT, HCIO,
E5EMAMIIE LTI, OboRECIER4 L
EWIREEC, bbb, LRESTEIE CRGER TSV,
D, EREOBESRI—FHTRD XS, REBOED
WE—EETHILEBUETHS.

HCIOs o{Ffid ik X 5 AFH3H 525, K@,
B X VBOBEZBEHLOT <, &4HED Al 0xE
EWT, BOBZR—& LT WHEADH BTH, Cr
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Table 8. Determination of Al as solid solution in
presence of diverse ions.

Diverse ion added* Al as solid solution
Sample (mg) (%)
Ti 0-1 0-019
Nb 0-1 0-019
l-a v 0-1 0-018
Zr 0-1 0-018
Ti, Nb, V, Zr each 0-1 0-020
0 0-019

* Each metals were dissolved in mineral acids and evaporated with
HC]O4 or HQSO¢

ZHRBICEUEMAOES, BEMEOGEET HCl 27H
stk y, BEHECEHRTELIERNDHS. Zh
SOR|E D7 HCIO, % {HFRAL /.

7-3 pH OHHE & EBEHEBR

BEOXIVOER®D PH X 5:-3~5-6 2 HEET®, &
X pHBEWEREEKROBHENRKELD, &
LR DENENSKTL, 2, TEELKLS. #ii
5.1 OIRBEIC Linps > T L7234, #iic 4-1(5)T
HE Ui EEERK 10 ml 2inzihid, £IEED Al L3
E/EEFERDO PH 1359 5-5 L5 X 5CHAEHL .

Na,SO; REEOREREZKETEHD, Fi, B
F7rIUoRERRELHMAIEL LD, TNELNIEGHE
BChzThsd. BHYFT7Ior2FHLEBESOSTFR
FARET 100 TH B, iy, HLDIFEHF7 T o~
ELTRY VYY) v o b7 FRALTYSR, &
NBAFETELENLDI=DT, FENSODOFH LR Y
FUXTFULLIT YT E oREALE.

BOF7 I URMMOMELRESEL TR L, REBOR
Frefxiond, FETHELZX S CEROSERE
ThiE, By HRERTE 5.

7-4 BHEREAORE

BUEC 5-2 igtET Al 0 R % Tl o1ES, i
0:05g £C, TOMmOKS b EHBELEMETENTY
LRE (3% % THRE) OfFR BERR»Dk. %
B0 Cr2&EE81 5-1(3)DETRELALX S,
HCIO, i« X 5 B{fuio X HCl ZEmdiuE, &
SR TAHZEMNTES. 75, Ty, V, Nb, Zr /g &
BAOBRDHEDHEBKTHO. £ T, ZhHOR
AR L iz, HILL® fyiso7-t RS v <o v
PHWBZEEL, B 1(D)DEFEDEAERREL /2.

Table 1 @3t} 1-a %, Ti, V, Nb L8 Zr DiF
xR BERREY 130ml FvT, 5-1(1)~(4) (¥
9 B FEIRIN) BX O 5-2(1)~ (5N LpioT
BEL, B Al 28R LK RIX Table 8 i3

8T T T T T 1 3
: ® : For Al os solid solution /
07— B For Al in FesC /.
® : For Al os AIN /
o : For Al os oxide
06 ////
05 ////
Y%
3
5 04 /!
§ //—-Cupferron
o added
<< . .
03 7/ .
02 4
o/ .
=)
ol /
(o}
o} 1 2 3 4 S © 7 8 9 10

Al (g /50m¢)

Fig. 1. Calibration curve.
LT, ZHLEELLFMEODSDICLL, K 1g%
BRELIBE 1% HYEE TR ERER 28137k <,
HEWREAD LN,k REL, 7 vRo VERFERT
L&, FHLEWEEXDS Al YA 2o 7=
REFOENEIETT 525, REBIIFIC/EYT S
PEN B DT
7-5 BRBEREEHABRR

L5E 5:2(6) CHE L ERBRAR OB EIT L e
DTHEL, Bohi 5-1(4), (7), (0)BXT(12)
DEFAZT T AIAFED BEWH»S Sml Fo0& HIL 50
ml x 275 2a~At, T 5-2(7)REHIEROS
HRIC L7222 TIRIEL, EiF Al FeC drop Al AIN I
X OB Al DT T OBEOREMEER L&
%, Fig. 1 @B 5ZTEL, wWiFnd R—REEXEH
L, | ZOREBBRICELDD L EBTERDT, 5-2(7)
CHELZCLLBRE®RIT 5 1(Dpx275 23 (F
B AD OERLAE DDTTNTE REIRDI LT
L.

7L, 2o Uy IRInL BEE, RS
Fig. 1 1 th 5T BREIET T2, JNCRAUE
HTREMEPIERTILNERDS. ‘

Fi, LRROERICEWNT 7N =0 ABEBRIRINE
Onhn%, KEMNEELTEELR BXE, Tib
b, EHBREIIBBEOBECOVWTETTOOEER
ZH NIz, 0T, EREKZ 5-2(6)THELX
S ARG T 5 0%, ThEnFHEIC/EE TS
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Table 9. Results of state analysis of aluminium in steels (%) .

i
Sample | Al as solid solution* Al in Fe;C* Al as AIN* I Al as oxide* Total
I-a 0-019 0-002 0-013 0-005 0-039
1-b 0-008 0-007 0-020 0-005 0-040
2-a 0-013 0-001 0-003 0-002 0-019
2-b 0-006 0-001 0-010 0-002 0-019
2 0-011 0001 0-008 0-002 0-022
3 0-014 0002 0-006 0-004 0-026
5 0-015 0-001 0-000 0-002 0-018

*  Average of three determinations

T&&lLi

8. MPOTI Iy LDREDHER

LLEDREHEERICD ESEFIE 51 X 52 Dl
Ve HEL, Zhick>T Table | oitflo Al ok
e br% file okt R % Table 9 ITFF. Zhiig 3
Bl SHEDFEET H 55, WFhd x50 F ik ik
Z, BEMIBEIFCTH /. &7, Table 9 OLHM &
3 SIFEDO LT Table | 04 Al S —F L,
BREDIBRET Al OERITFED Sl or.

Table 9 DFER B, 2EFD T &N 2BHERS.

(1) fit3k Ti, Nb, V % F&{bia ek 5LED
HIFTHHWMD Al OREF I ERWFETH Db, Kk
X2 CENABAREL D7z,

(2) $3k FesC rhiz ALIIEB LR WE IR TWi
B, —ERDFEITCIIBE ST FeyC iz Al DfFET 5
DERDI. TOREETRHTHSH, Miho Al &5
FEOSWESICE, B Fo&ticXoTE, 25
LEREBECDZEBDBDTRE VI EBRDRD.

(3) TiMNk{FT 554 AIN pR4EK LRy & LR
Wb TV, S OIRESITORE, Thdt
WMo &

9.

REMABICRELMEL LT BEIM%E & &L
T, REBHDICEIERNERAZEOL-DMAONS. #ME
D Al OIREBGIEC DV THRET2 TR DR 2 %5
THIE, DEDTELTH5.

(1) BBICENEL &Ik Al & AIN T ofib&
Al O4pEEICIE, (R~ o F -FEIEEHHER D O
SRS, BEMEETE AIN OSERTEL TR
Vb Tnioh, NaCl-EDTA BEf2ik% v 5 A
HETHBZER L, MEEREOABERIIIVWL, &
BiRE LT 2%/ —wxFHA+THIE, AIN O4&SEEHTH
FECHH2ERWAE L. %7, ERER>»SEE Al

o

REEEL TS EITKIhL .

(2) ERHhHEEZ I-x 27 —ov J{iET ol
¥, FesC oB%4fiE L AN rofhoitatn Al ik
HEPCET. Tabb, FeC Lthoib&i Al OER
WIS HESFIRETH D L AMERL . DX 5L TH
FEL 7z FesC o Al s L7cf5R, FeyC rpiz Al
SUHEDH DR RWE L.

(3) AIN rEgfbin Allx HNOy(1+1) & H,O; T
WIS DT LI X DERMIG M RIRETH D T E 2D
7o EEL7c AIN BRI EREERL, AN g
FEH LT Wi f®, Ti, V, Nb iz St e KT 5
TR S CHICER T & R hokhs, HETHE Al &
EETHAHEREDREIEICID, IRLEETEITD
BWREREE s o7, TNOHEETEIRNMGD Al DIk
Bt afTm o R, Ti 2&TH4E AIN 248 Lk
WHRERTERL

(4) BDlolkici 27T Hitsni gEfEdo Al
i, BEOMEHE L CEHITF7 I vEdRALAL ) A
ransv?= o RIECIDTENREERZZITL 2.
COFERSFOMIFEDO D LI Al DEERIMTLXD
DT, BEIEETETH D, KE, BHEEE DERkD
HEX LT CATWDEEVZDLERS
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