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Fundamental Study on Isolation and Determination of Oxide Inclusion in Steel
by Nitric Acid, lodine-Alcohol, Bromine-Ester and Chlorination Methods

Synopsis:

Kiichi NARITA, Atusi Mi1vyamMoTo and Hirosi MAATUMOTO

Fundamental study ‘on isolation and determination of oxide inclusions in steels was carried out by
means of nitric acid, icdine-alcohol, bromine-ester and chlorination methods.

The resulés are as follows.
1. In the bhalogen-organic solution method,

the oxide inclusions are isolated and determined by

decomposing the plate-like specimen with iodine-alcohol or bromine-ester solution at their boiling

points withcut considering the existence of sulphides and M;C type carbides.
In bromine-ester method, decomposition of specimen is easier

to semi-killed and killed carbon steels.

This methed is applicable -

and faster than in the iodine-alcohol method, and sulphides in steel are decomposed perfectly.
2. In the chlorination method, the stable oxide inclusions are isolated and determined by such
procedure that the plate-like specimen is decomposed directly with chlorine at 500°C, and the vapo-

rizable chlorides aré separated from the residue by heating at about 900°C, in vacuo.

By use of the

apparatus dsiegned for this experiment, five specimens are able to chlorinate at the same time, and
so the efficiency of operation is very improved. This method is applicable to semi-killed, killed carbon
steels and low alloy steel, and it’s precision is comparatively high because of complete decomposition

of sulphides, carbides and nitrides.

On the other side, there is a fault that the oxide inclusions

consisting of lower valency cation tend to decompose disproportionally in the isolation process.
3. Nitric acid method is the most simple and convenient, and can be applied to killed carbon steel

and low alloy steel containing aluminum.

Further, the behavior of non-metallic inclusions in various isolation processes are examined by opti-

calmicrography, electromicrography, X-ray and electron diffractions.
(Received Mar. 25, 1969)
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Table 1. Chemical composition of specimens. (%)

Steel c Si 1 Mn } p ’ S Ni Cr Mo Al o N
RS-12 003 | 062 | 032 | 0-009| 0015 603 | 004 | 010 | 0607 | 0-0274 | 0-0014
SS-41 018 | 008 | 0-44 | 0-028| 0-028| 002 | 003 | — "1 0-0134 | 0-0041
S 10C 0-10 | 025 | 0-32 | 0-030| 0:031| 003 | 003 _ _ | 0-0037 | 0-0036
SF-60 0-4l | 026 | 067 | o0l4| 0-008| 007 | 018 — 0-018 | 0-0044 | 0-0072
scM-21 | 017 | 033 | 076 | 0-029| 0-008| 0-06 | 1-08 | 028 | 0-042 | 0-0045 | 0'0094
SCr-4 0-31 | 032 | 080 | 0-023| 0-015| 0-08 | 1-07 | 002 | 0-024 | 00036 | 0-0077
SNCM-2 | 020 | 017 | 054 | 0-018| 0-016| 0-48 | 1-77 | 023 | 0-022 | 0-0026 | 00067
 SNC-2 0-33 | 032 | 054 | 0:019| 0-011| 265 | 0-83 = 0-027 | 0-0038 | 0-0078

Argon gas

Magnetic stirrer

" Magnetic stirrer

(A)

(B)

Fig. 1. Schematic ‘representation of the apparatus for iodine-methanol method (A)- and bromine-

methyl acetate method (B).
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Fig. 2. Schematic representation of apparatus for chlorination and vacuum sublimation (A) and
reaction tube (B).

Table 2. Scheme of analysis.
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Table 3. The effect of shape of sample on the determination of oxide inclusion and

' decomposition time with iodine-methanol and bromine-methyl acetate method.

Oxide inclusion (%) .
Method | Steel Shape Decor?ig;)es tion
SIOQ A1203 FeO MnO CI‘gOa

Chip 0-0017 0-0084 0-0200 0-0200 0-0083 54!

RS-12 Block 0-0019 0-0079 0-0058 0-0208 0-0080 3°05'

Circular plate | 0-0020 0-0076 0-0055 0-0220 0-0083 1°15’

° Chip "0-0157 ‘0-0017 0°0053 0-0126 0-0005 52!

E S8-41 - | Block 0-0160 0-0018 0-0040 0-0120 0°0006 2°49'

s Circular plate | 00164 0-0015 0-0036 0-0122 0°0007 53’
g

u‘é Chip 0-0009 0-0032 0-0014 0-0030 0-0004 40’

5 S 10C | Block 0-0010 0-0036 0-0018 0-0036 0-0005 2028’

2 Circular plate | 0°0010 0-0036 | '0-0021 0-0034 0-0005 39

Chip ‘ 0-0008 0-0088 0-0040 trace 00064 1°13'

SF-60 Block 0-0010 0-0084 0-0034 trace 0-0059 6°45'

Circular plate | 0-0010 0-0086 00031 trace 0-0068 3200’

Chip 0-0012 0-0084 0-0200 0-0120 0°0060 18'

RS-12 - Block 0-0018 0°0079 0-0048 0-0102 0-0066 1°00’

Circular plate | 0-0018 0-0079 0-0040 0-0110 0:0063 35!

Chip 0-0150 0-0017 0-0053 | 0°0109 .| trace 20!

SS8-41 Block 0-0160 0-0018 0-0028 0-0102 trace 54!

Circular plate | 0°'0158 0-0015 0-0026 0-0100 trace 31

Chip 0-0008 0-0032 0-0034 trace trace 20!

S 10C | Block 0°0008 0-0038 0-0028 trace trace 50’

Circular plate | 0°0007 0-0036 0°0025 trace trace 25!

& Chip 0-0008 0-0084 0-0045 trace 0-0018 40'

g SF-60 Block 0-0010 0-0082 0-0040 trace 0-0023 2°03'

8 Circular plate | 0-0008 00086 0-0036 trace 0-0025 63’

Z Chip 0-0010 | 0-0061 | 0-0268 | trace |- 0-0004 26"

o SCM-21 Block 0-0007 0-0068 0-0048 trace 0-0004 1°45'

? Circular plate | 0-0008 0-0065 0-0042 trace 0-0001 41!
L
g

g Chip 00012 0-0050 0-0290 trace 0:0073 29!

° SCr-4 Block 0-0006 0-0052 0-0040 trace 0-0067 © 1°58'

/A Circular plate | 0°0008 0-0055 0°0046 trace 0-0050 50'

Chip 0-0005 0-0026 0-0218 trace 0-0003 25'

SNCM-2| Block 0-0006 0-0028 0-0036 trace 0-0004 1252

Circular plate | 0-0006 0-0029 0-0041 trace 00002 48’

Chip 0-0006 0-0052 0-0240 trace 0°0002 .30

SNC-2 Block 0-0007 0-0054 0-0033 trace 0-0002 2°08'

: Circular plate | 0-0008 0-0053 0-0038 trace trace 54!

. * .Dissolved imperfectly.

Samples taken about 4°3g. in each experiment, and are decomposed at 68°C in

bromine-methyl acetate method.

_iodine-methanol and 60°C in
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Table 4. The effect of decomposition temperature on the determination of oxide inclusion

with icdine-methanol method.

. Decomposition |

Oxide inclusion (%) D

Steel temperature : Decot!?n?: sicton
°C) SiO, AlOs FeO MnO | CrOs
30 0-0024 0-0079 0-0104 | 0-0480 00080 2°39¢
RS-12 60 0-0018 0-0083 0-0066 0-0249 0°0070 1°15°
68 0-0620 0°'0076 0-0055 0.0220 0°0083 1°157
30 0-0169 0-0014 0-0044 0-0466 0-0005 3°05’
SS-41 60 0-0159 0-0019 0-0030 0-0128 0°0007 56’
63 | 0-0164 0-0015 0-0036 0-0122 0-0007 53’
30 03010 0-0036 0-0016 0-0415 0-0007 2°05'
S 10C 60 0-G010 0-0038 0-0026 0-0158 00012 48!
68 ©-0010 00035 0-0021 0-0034 0-0005 | 39’
30 — — — — — —
SF-60 60 . 0-0009 0-0088 00036 0-016 0-0064 325!
: 68 0-0016 0-0086 0-0031 trace 0-0068 3°00’

Note : Shape of sample is circular plate.

Table 5. The effect of decomposition temperature on the determination of
oxide inclusion with bromine-methyl acetate.

Decomposition Oxide inclusion (%) .
Steel temperature i Decgggom ton
&) SiO, ALO; FeO MnO CryOs

30 0-0008 0-0061 0-0052 trace 00003 2°40'
SCM-21 50 0-0009 00063 0-0046 trace 0-0001 50"
60 0-0007 00068 0-0048 trace 00002 41!
i 30 0-0010 00056 0-0045 trace 0-0080 3°54'
SCr-4 50 0-0006 0-0048 0-0043 trace 0-0061 1°03'
60 0-0008 0-0052 0-0040 trace 00067 50"
30 0-0005 0-0026 00046 trece 0-0003 3°10!
SNCM-2 50 0-0007 0-0032 0-0034 trace 0-0001 58'
60 0-0007 00028 0-0036 trace’ 0-0001 47'
30 0-0010 00048 0-0038 trace 0-0005 2°53'
SNC-2 50 0-0006 00055 0-0030 trace 00001 1°05'
60 0-0008 00054 0-0033 trace 0-0002 54!

Note : Shape of sample is circular plate.
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Table 6. The effect of decomposition method and temperature on the extractability

of sulphide inclusion.

Extractability of sulphur as sulphide inclusion (%)

Steel 28 Iodine-methanol method Bromine-methyl acetate methd
(%) 30°C 60°C 68°C 35°C 60°C
_ . 80-3 2-15 trace trace trace
RS-12 0-015 815 2-88 trace trace trace
. 339 7-38 trace trace trace
58-41 O 028 — 731 trace trace trace
. 31'6 v 7-90 trace trace trace
S 10C 0-031 358 9-00 trace trace trace
SF-60 0-008 — trace trace "trace tréce
— trace trace trace trace

Note : Shape of sample is circular plate,
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DOEMREFANB D, TEBRURAUERCEB XS
MTLUTHBLRES S5g % & 0, 400° 35 XU 500°C
DIEETT Cl, OfE % 300, 400, 500 3 X 0% 600 ml/
min Th %, FRENOBHECOWT 2hr FFELER
T, REORE KD, FORKEO—FlETT L
Fig. 3D X%k 0Th h, 400° ¥ X8 500°C DVFho
BETICEWTH, Ch RS 500m!/min OFEIT
S DS EEITEAERTRLTVS. 0T L EARER
VT, Cl; &2 500ml/min T 5 & HpEE
mo Cl HFENEBHEIGEL, ELTHaANET & Cl,
DOFEMBEATFITR Y, PEAOTRICEEDETZER
FLEERLTWBEEILNS. EciiR% 600ml/
min P Eicd % & Cl, OFRAFRFLI KD, LIELE
FSE L EOMNEET Fe.O3 OfI7ENERD bz, L
MENEMOEERME Cl iE & OBRERT & Table
TOERYTHY, Cliftis 400 3 X F 500 m!/min

n
SF-60
5Q t— 400°C

(g)

e
®

40 3
‘E/o

Decomposition

300 400 500 600
Flow rate (ml/min)

Fig. 3. The relationship between the decomposi-
tion and chlorine flow rate.
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Table 7. The effect of chlorine flow rate on the determination of oxide inclusion.
Stecl Flow rate Oxide inclusion (%)
(ml/ min) SiO, AlLO, FeO MnO Cr,0,
0-0017 0-0037 0-0047 trace 0°0045
700 0-0013 0-0068 0-0025 trace 00052
0-0014 0-0058 0-0024 trace 00050
Mean 0:0015 0-0054 0-0032 trace 0-0049
RS-12 500 0°0016 0-0062 0-0044 0-0007 0°0046
0-0016 0-0066 0-0038 0-0009 0-0048
Mean 0-0016 0°0064 0-0041 0-0008 0-0047
400 0:0017 0-0052 0-0041 0-0005 0-0049
0-0018 0-0070 0-0036 0-0006 0-0058
Mean 0-0018 00061 0°0039 0-0006 0-0054
0-0119 0-0015 0-0048 trace 0-0010
200 0-0146 0-0014 0-0053 trace 0-0009
0-0143 0-0010 0-0041 0-0018 0-0005
0-0173 0-0010 0-0037 0-0025 00006
Mean 0-0145 0-0012 0-0045 0-0011 0-0008
SS-41 -
500 0-0179 0-0016 0°0047 0-0028 0-0004
0-0188 0-0017 0- 0042 00040 0-0003
Mean 0-0184 0-0017 0-0045 0-0034 0-0004
400 0-0r98" 0-0019 0-0052 0-0012 0-0005
) 0-0164 0-0020 0-0055 0-0017 0-0005
Mean 0-0181 0-0020 0-0054 0-0015 0-0005

DAV EBMIT L —F LTV52, mEss 700
mi/min L7 % & Cl $EOIK FTLEEORE L ik
D, EEMECRFLEHSAESLARD, L TENTH
B2 R T Hmrd 5. :

2 FICHILMRNIEN O 5E B 3 1 &+ HREED
HEERL72w, Cl KELYY 450ml/min {5,
IREE% 350°, 400° 35 X 0F 500°C iz (R4 L TR 2 a2
fEL7c. 7B Z OER TR REE BT 7
b MnO 5 DEB) & Cr RIb D% & ok T T
Rp i, EREMICHEL 72 Mn #i% X 08 Mn-Cr 30
RV, ZOERERETRTE Table 8 DrkhT
BY, 350°~500°C DFIFANT SiOz, FeO 25 & 18 Crom
Oy BODERMBICEXFETHBRECREIFTLAL
D LNV, MnO o DOERIZEITHEHII0D
K&Wv. Foex, Gautscu® 5z Iivig, Cr RIbmiay
300°C 5 Cly EFIGLIEU®5 & vbil Tk, %7
AERITINTH 350°~500°C 1T 1) B E{LE DM
HEEPCRRIEMOBFERTI LA SZD LN T, 70

SIRERDOMEN CHRDENDET EB V. L
DT KR B X CEEEMA FET 5 X5 7% B
i3, b e 400°C DL EoIRETCRERT B &
IO TREEHFEINDEEZLNS. LD X5k
BERERICD L DWT, AR EWCIE C O
#7 450m{/min : L, #) 500°C iEETcatirias
fb¥szLiclic. ZOX3BEHTRBIZREDS
FEPRTEERR3ES 6hr TH 5.
BHFRIEOEED 5 W IIsEAR i, AP o4E
ERRINT B B & DAL s DA LTI L T
5. L2 TEREOHMMIKE 2%b, th bty
EOHERE LRI S, —RIC&F ot
BRT T D EWEKRTE 2T T OTRE T TISAL,
HIEME FHESE TR L EBTRTSH D, EEEED
BEWE T DX 5 I e Sk A F o3 S hsEE R
SEERVR B AT BALSEMIs B RRIC L~ T AE M O
BEIBVEZEX NS X LTEHE T ORI
KoWT, Gk OBN%EEOID Y v RGERITEL

1
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Table 8. The effect of chlorination temperature
on the determination of oxide inclusion.
Spe- Oxide inclusion (%)
Tem
cirpen (°ij
No s5i0, | Feo ! Mno | Cr0,
gs0 | 070192 | 00030 | 0-0027 | —
0-0203 | 0-0037 | 0-0020 | —
N 0-0220 | 0-0035 | 0°0010 | —
No 5 | 400 | 5.0216 | 0-0030 | 0-0029 | —
s00 | 00214 | 0-0036 | 00031 | —
00226 | 0-0032 | 0:0020 | —
350 | 070170 | 0-0063 | 0-0061 |  —
0-0161 | 0-0066 | 0-0072 | —
N 0-0164 | 0°0056 | 0-0055 | —
°o8 | 400 |g.0167 | 0-0063 | 0-0071 | —
500 | 0-0159 | 0-0068 | 0-0087 | —
0-0155 | 0-0060 | 0-0060 | —
400 | 070085 | 0-0043 | 0-0004 0-0007
0-0073 | 0+0049 | 0-0006 | 0-0009
No 9
s00 | 070075 | 0-0035 | 0:0008 | 0-0007
0-0079 | 0-0054 | 0-0006 | 0-0010
No 5: 0-59%C, 0:29%Si, 0-8%Mn
No 8: 1'92C, 0°195Si, 089 Mn
No 9: 0°5%C, 0-3%8Si, 0-6%Mn, 1'6%Cr

Tk R A TRT & Fig. 4DE BV THY, Fe, Al
Ti, Zr, V, Nb, Ta, Mo, W 72 EDE(LMidAIn b
BUWHKGERTTOTESHCAEIETHHT D &H
CEXDHRTTHS. COXHEFEZILL EDWT, &Kt

1/7x10° (°k™)

e CIIE A LEOEo SERCEE L Ty 1074 mm
Hg T T4 900°C s L, R{LiE RESE TR S
Tl BBEALSEN ST LROERICA W
Mn-Cr iz >\ Tt e I Dl o BRI X nid, €
SEHOIIT B L Ao v & b T Cr OFIET
4 900°C, 10-*mmHg FTF CEAL K HLMT 5
TEITED, BEAERRIIRINCHERESNDI L
ZIbts. L LA bELOEELMATD Cr ia%
LT, S Ed 20min [AEESSISHLERKL
Fo. COSEEMECEL, b VARTEEZDITLE
B AT AEL, ThiIC &b d>TREDO -
RET L BENsBd Y, TOXHRERE Cr, Nijgd
DEVEEMIEWZTH S, Lo TRMKRR TR
B HF, W olA 600°~650°C TULIES L{REFL:
Db, BRFEETTRETLILMSEELY. ERER
{bicx 275, 3% 5 60 U B KRB L TR,
fER( B OEEN C OBHSPR VEETH D, hHER
ERRBLICL L 5.
3.5 BEEICEITZR{LHOEE

ClizI= Br X DHXHIEEILANDEBYILETHY,
kA Cl Kt T T % LSPICHFLET 72Ty
oA, Rt XOCRUMEELTIEIND. &
= A% KocH, SAuer 51003 & ZE{bimicowWT Clp
Rt B A OFEW LI, AIN, BN, SigN, & EDZE(L
vk 300°C T 3hr JpEhL T HHMFE T, FEHIKEET
BB ERRTVS. ZDXSIT AN 28 Cl, KL TE
bdTRERLSWTHNE, BHFELECI>TALL
REE R DR LR A E M Z M ER S D
BA AIN pfEERIzE D, ALO;

Boy DERHICKEISIREE DI DB

FdshD. FLTZD AIN OFER
CHANB 7w, Al 0°33% EEIcRFEMS

20C {2 1200°C T 2 hr JNEAL T

KL, &B5IC750°C T 16br RFL T

AINZ+HFichiEgzobkisl, T
n X DEEEZ RN L CER{LISRAED D

MERE B Lo, XORRERT

102'0 35 30 25 20 I'S )
= p T T T
T Fa ]
107 ecsl N o
QL N
.(‘\g\ \c_,t\ \‘(‘\A\ //
10 [\, N\ X
= B 4 Y
Gy w77 N &/
Jé: . ! . ‘,\\__(Tich) / l, @ a4
R /) /6/ /Kﬁ >
10 7S e
ToCls—, N o
¥ 7; S // {snClz) RS
g 0 54
£ g (i /@/Ay /
. AloCle} /7 7 <
5 /§92§§ 5&/
10 & - 57 F = ‘o1
O L CrClp
16° ' 1 ]

& Table 9D LBV THD, (BIHALHE:,

(o] . 100 200 300 400 500
Temperature  (°C} -

lFig. 4. Vapor pressure of various chlo:ides.

Note : The formula enclosed in square bracket denotes the solid (
chloride, and the formula in round tracket, th: liquid chlo-
ride Non-bracket formula denotes both the -solid and liquid

chloride.

1000 BHFEER LI L DIMPEREZ S 5K
7 U H ) B CAIET B I XD TR
Wiz ALO; K& DEEBZHITRED
HEHNTEL—HLTVS. LIH>T
AIN 3% 500°C To LielEHELEHT
TIEERLTAMIND LEALNS.

— 98 —

<



.

TN

. EWEEREE, =odk . 7oA -k, %%‘IXT»#%IUfﬁkﬂkl5%$®r'
EHoMt s X CERBTET 50

B LR A

855

Table 9. Determination of oxide inclusion in steel

containing 0°011195, AIN.

Oxide inclusion (%)
Extraction method
Si0, ‘ ALO, t FeO
Chlorination 0-0005 0-0109 0-0014
Chlorination * 0-0007 0-0119 0:0010
Nitric acid 0-0003 0-0114 0-0005

* Treated the residue with hot NaOH (3%)

36 FEARECSIBIURANENOHETERRE
ROLE

ROV CIRTHER L, 3

FeoTva-uik B

R T AT VERIOCEELE, RES4LHICoOWT
'”3{% x5 iﬂCF'
DWALIFRNAE OIMEL 5E Bk 35 T I o7 b R AT &

'(erlflﬁx?i; J</ R

Table 10

DERVTHS.

- T AT AR XONEE

IMTHBR RO h ik & B R B+ EICL, Mllxns
BRI OSFELRLDDT, Vb FfRL: - 0K
IOV Bk E R — I T 5 2 L 13T &k v
23, TOXIWEEEFETNIE, WThoFtEzAWT
LD ALO, 36 XU SiO: B4 1o 7 b IEREI Hh
SERTHIT LHTE, #wkwkﬁbfm;< — L7
BRIELNS.

F&)NhOklUCm%& DWW TR A
DEMTHD, 72k 21E FeO FizavE . x4 —
Wik, B3R - 127»&%&0&%%&1&%@#&@
DEISHE X, ?Eiflﬂii))ﬁ LT Lb—EL T

2y FBEOEERLTWS. & AP EMEEEIC L5
FeO iz O BEISERITE <, Lk o CiRmmgET

13 FeO, (Fe, Mn)O % %\ ik FeO-Si0, T D Mg
PEELBEICMIIBE B TS Eh, (Fe, Mn)O-ALO,,
3(Mn, Fe)O-Al;0;-35i0; D X 5 iv HNO;(1+ 3) Iz &

Table 10. Comparison of oxide inclusions extracted by nitric acid, iodine-methanol,
_ bromine-methyl acetate, and chlorination methods.

Oxide inclusion (%) o. o
Steel Extraction method S (‘;}13' (a/V §
SiO, Al O FeO MnO 04 ? ¢
| Nitric acid 0-0009 | 0-0083 | 0°0007 | 0-0007 | 0:0056 | 0-0066
RS-12 Todine-methanol 0-0020 0-0076 0-0055 0-0217 0-0080 0-0127 0-0274
Bromine-methyl acetate | 0°0014 0-0089 0-0048 0-0102 0-0066 0-0104
Chlorination 0-0018 0-0062 0°0046 0-06005 0°0048 0-0065
e e
Nitric acid 0-0155 0-0008 0-0004 0:0060 | trace 0-0102
SS-41 Iodine-methanol 0-0164 0-0016 0-0036 0-0122 0-0007 0-0132 0-0134
Bromine-methyl acetate | 0-0159 0-0018 0-0028 0-0102 trace 0-0123
Chlorination 0-0172 0-0014 0-0051 00038 0-0002 0-0118
Nitric acid 0-0008 0-0029 0-0001 trace trace 0-0018
s 10¢ | lodine-methanol 0-0010 00036 0-0021 0-0034 0-0005 0-0037 00037
Bromine-methyl acetate | 0-°0010 0-0036 0°0028 trace trace 0-0029
Chlorination 0-0010 0-0032 0-0025 trace trace 0-0026
Nitric acid 0-0007 0-0086 0+0002 trace trace 0-0046
SF-60 Todine-methanol 0-0010 0-0086 0-0031 trace 0-0068 0-0074 0-0044
Bromine-methyl acetate | 0-0010 0-0082 0-0040 trace 0-0022 0-0060
Chlorination 0-0013 0-0085 0-0037 trace 0°0002 0-0054
Nitric acid 0-0006 0-0069 0-0002 trace trace 0-0036 -
SCM-21 | Bromine-methyl acetate | 0-0007 0-0068 0-0048 trace 0-0002 0-0047 | 0-0045
Chlorination 0-0009 0-0062 0-06048 trace trace 0-0045
Nitric acid 00005 0-0048 0-0002 | trace trace 0-0028
SCr-4 Bromine-methyl acetate | 0°0008 0-0052 0-0040 trace 0-0067 8-0052 | 0-0036
Chlorination 0-0008 0-0045 0-0051 trace trace 0-0037
Nitric acid 0°0009 0-0032 0°0001 trace trace 0-0020 .
SNCM-2 | Bromine-methyl acetate | 0°0007 0-0028 0-0036 trace 0-0001 0-0025 | 0-0026
Chlorination 0-0007 0-0026 0-0050 trace trace 0-0027
Nitric acid 0-0008 00059 0-0002 trace trace 0-0033 _
SNC-2 | Bromine-methyl acetate | 0-0008 0-0054 0-0033 trace 0-0002 0°0042 | 6-0038
Chlorination 0-0009 00051 0-0044 trace trace 0-0038

Samples are decomposed at 68°C. in iodine-methanol method and at 60°C in bromine-methyl acetate method.
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Ui RERBEILDEZERT 5 FeO R OHA M BAERT B, HE, FAERICKVTHERLERT

NHLDEEZLNS. Fic FeO ik Clp IR L THE

6(FeO) + 3Cly—>2(Fe203) +2FeCl

WICREER{ILA M TH », ERLETR TR THE LEERITE, FeOs OFET 5 T &R XERIE
SELEISBEEICE2T Ch X hEg{bxh, FeOy RIC X o THRSINIc. TD FeO3 55 L XD X 5 I

Nitric acid Chlorination
Electron mncroscope l Ophcol rmcroscope Eleciron m:croscope | Ophcol mucmscope
" A . —
1% Si
Amorphous  SiO: Amorphous  SiO:
2% Al
0'260/0 Zr
[ "' ZrN {Fec)- ZrOe(Bcddeleute Jetragonal )
4. 2kl
063% Cr
Em FEO CrzOs (Chromne)
' ’!'4.
»
. m G
029% T %
" o
5y TiC(Fec) , TiN (Fec), Ti0s (Trigonol)
IOl % Ti
5 TN (Fec), Ti0s { Trigonal ) 201 5 TiO: (Rutile) 20n

Photo. 1. Microscopic observation of residue extracted by nitric acid and chlorination methcd.
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Table 11-(1)

BALHBAEDOMAES XUERICHET 5%

Isolation of non-metallic inclusion in iron and steel.

Steel Rimmed steel Semi-killed steel Si-killed steel
Non-metallic MnQO, (Mn,Fe) O S10;(Mn, Fe) O-Si0, Si0;, (Mn, Fe) O-Si0O,
inclusion (Mn, Fe)O- Al O, 2(Mn,Fe)O-S5i0; 2(Mn, Fe) O-510,
and (Mn, Fe) O-Si0, 3(Mn, Fe)O:Al,03-3S810; 3A1,0;-2S10;
precipitation (Mn, Fe) O-Cr;03 MnS(Mn, Fe)S 3(Mn, Fe) O-Al;O3-3510:

(Mn, Fe)S (Fe,Mn),;C (Mn,Fe)O- Al,O3
MnS, (Mn,Fe)S
(Fe, Mn)3C
Nitric acid (Mn, Fe) O- Al,O4 Si0, Si0,

method

(Mn, Fe) O-Si0,t
(Mn,Fe) O-CrsOg

(Mn,Fe)O-S8i0O,*f
2(Mn, Fe) O SiO,t
3 (Ml’l, FC) O. A1203 . 35102

(Mn, Fe) O-Si0,;t
2(Man, Fe) O-SiO,t
3A103: 25810,
3(Mn,Fe)O:Al;O3- 3510,
(Ml’l, FC) O- A1203

Todine-alcohol

MnO#*, (Mn, Fe) O*

510,

Si0,

method and (Mn, Fe) O- Al,O3 (Mn,Fe)O-8i0; (Mn, Fe)O-Si0,
alkali solution (Mn, Fe) O-Si0; 2(Mn,Fe)0-8i0, 2(Mn, Fe) O-Si0O;
treatment (Mn,Fe)O-CrsOy 3(Mn, Fe) O-Al;03-3S5i0; 3A1,0;: 2510,
(Mn.Fe) S#* MnS** (Mn, Fe) S** 3(Mn,Fe) O-Al ;- 3510,
(Fe, Mn) ;C** MnS**, (Mn, Fe) S**
(Fe, Mn) 3C**
Bromin-ester MnO%*, (Mn, Fe) O* S10, Si0Q,

method, and
alkali solution
treatment

(Ml’l, FC) O- Aleg
(Mn,Fe)O-Si0O;
(Mn, F€) (OF Cl"an

(Mn, Fe)O-SiO;
2(Mn,Fe)O-Si0;
3(Mn, Fe)O-Al;0;3-38i10,

(Mn,Fe)O-SiO,

2(Mn, Fe) O-Si0O;
3A1,0;-2Si0,

3(Mn, Fe)O.Al,O;- 3510,

Chlorination
method, and
vacuum heating
treatment

MnO*** (Mn, Fe) Q%%*
(Mn, Fe) O- ALO,¥++
(Mn, Fe) O SiQ ¥+
(Mn, Fe) O CrOy 4%

SiO,

(Mn,Fe) O-SiQ%##*
2(Mn, Fe) O. 8iO,***

3 (Mn, FC) O. A]gOg . 35103

Si0,

(Mn, Fe) O SiOg#**
2(Mn, Fc) O- SiQp***
3A1,0;- 2510,

3 (Ml’l, FE:) O A]203 3Si02

WEOTERT LD LTIE, YR FeO KOOER
BT EDIREY HIc XD T EATRENLH,; IHEE
LR A IRERFBE SN GHENTIYE - 702
~ VR X URE - AT VERFREBEOESELT
w5, chii FeO, (Fe, Mn)O &%k FeO-SiO,
FEEA L OFESOEED Clk 12 X o THMELE N, FeOq
BAETHE L TSN OB L IR SN B RTHD L
Ezbhb.

Y A FEEEB X T 3V FRICET S MnO 55 D5E
BlEavE -7 —VEPLDELEL, BE-
AT MERINEDWTEWEE TS, EFERER X
VHEF b X DX E LD TR, Ty & FiERe
® 3 ¥V FENC BV TREER O Mn i3z QKRS 5
MnO £7:13 (Mn, Fe)O 2L TE D, LTDEIIT
(Mn, Fe)O-Al,O;, 3(Mn, Fe)O-Al,03-35i0; 75 & D
B r ABEE LTHEEL TR Y, fiEbEmct
5 RERALEW TR L, Lich > Tr O RIIER
eros OB ENRICRER EoTwH LB LRE
BEXh, I9E . 7Ta—ViEREE - T AT NVETHE

pls Dt AN 5, BEESELERETRREAL
SRS, BEORELEIRC T, 4 BRIE/Z T A
HMENSFERTHDLEZLND.

Cr:0; k% 0% EEKIEMERE SRk L itk W»T
ZE—RL TR D, AL mMEUECR CrOs B
MIFLATLERINTWEWTZ EpD, TRHDK
G4V Cr B o5 E s X UEHELRO Cr
it oSz & A LEES R wEVnE D Ll
HALaYE - 7 AMERITRE - = XFVERIC
BT, CrOp B4 0% BIEA 27 DBV EZ TSR
mpsd b, T Cr Bk (MaCRY) A5 igRuyic 7 fif
XNicd £, M BERT BEDTHEHEZIDLN
5. 585 A FfEFPL2LIEWEEZTRLTVDS, T
hidE s LoRgERc kT % Cr Rt Thad &
HExn5., DEhicl~cX g ks drnth—
E—@hndh, FEAT 3 MomE I Lo TR
NEHOMBERBROBHRD R D2, FHEAKDOM
HSSE s SO HERE R VIR D B RIFTH S -
I RBE E TICEERRRC Lo TERLICOR LEL
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Table 11-(2)

Al-killed steel Iow alloy steel Si(1%)-iron Al(1%5)-iron

Al Oy Al Oy Si0; Al,O4

(Mn,Fe)O-ALO; (Mn, Fe) O- Al,O3 FeS FeS

3(Mn,Fe) O Al,O3- 3510, (Mn, Fe)O-Cr,Q; FeyC Fe;C

3(Mn, Fe, Ca, Mg) O-Al,O3-3Si0; MnS, (Mn, Fe)S SizgN, AlN

3A1203 . 28102 (FC, Gr) 3C

MnS, (Mn, Fe)S AIN

(Fe, Mn)C

A1203 Alea SiOQ [ AlgOg

(Mn, Fe) O-AlLO, (Mn, Fe) O- Al,O, SizNg*

3(Mn, Fe) O-Al,O4 (Mn, Fe) O-Cr.O;

3 (Ml’l, Fe) O 'AlgOg . 38102

3(Mn, Fe,Ca, Mg) O- Al,O;- 3510,

AlgOg f\lgo_q 8102 Alea

(Mn, Fe)O-ALQO; (Mn, Fe) O-Al;O, FeS FeS**

3(Mn, Fe)O-Al,Q;-3S10- (Mn, Fe) O-Cr,0y4 FeyC#* Fe,C**

3(Mn, Fe,Ca, Mg)O-Al,O;-35i0, MnS#** (Mn, Fe) S** SigN¥# :
- 3A1,04-2S10, (Fe, Cr) C**

MnS** (Mn, Fe) S**

(Fe, Mn) ;C**

Alea : AlgOa SlOg A1203

(Mn, FE) OAlgOa (Ml’i, FC)OA1203 Siqu

S(Mn, FC)O‘A120338102 (Mn, FC)O‘C[’QOg

3(Mn, Fe, Ca, Mg) O-Al,0;-35i0,

3Al1,03- 2810,

Al O, . Al Og Si0, Al Oy

(Mn, Fe) O- Al,O;- 3510, (Mn, Fe) O- Al,Oy**%

3(Mn, Fe, Ca, Mg) O-Al,O;4- 3510, (Mn, Fe) O-CryOg¥k*

3A1;04- 28104

WD HGITERE D SR X > Tkl O 2%
Table 10 AR L 2.
3.7 REOFRERICHT B2, 308\LWDET{L
B, avFE - 7o —pk, BE . 2257 05
F LOHELEILSWT, RO BRI 1T 51T
MOZELEFR b1, & = PR FWT Si, Al, Ti,
Zr XV Cr 241 Fe-M-C-N-O FatplziEsiL,
Lt X oA E SRR L, AMEDEIE LT,
FeHEBEME - X O FHHMESIT X D5 O X ds
X OVEF-REHTIC X SRS ORIT 2 T, £ Ofk
ROl H%E7FTE Photo. | DBV THS. ZnbD
WERICTFET 2N EMI TN RN EE LS
Td b, @bz HNO3(1+43), I.-CH3;0H 35 X (X Bro-
CHyCOOCH; #FIC I3z & A EFERAEINY, TEES
ERCI EN DA%, R XoThE L 2254
AL O— LA ZE{EHRO SN D . SiOp, AlLO,
BIW ZrO; jx Chilz X2TIFE A EER S o w3,
¥eO-Cr0; i3 FeaOy & CroO3 125 L, & D54 FeO
J&5 DFE & fB S IRTFHEEED 0°03% 12 ~T 00249 i

{EFLTWw3. Fi TiO3 13 TiO: iz, FeO- TiO; 1%
Fe;05-TiOy & TiO: Lo fi#T 5. T b KM%
SETLBEMTHEOBILM TS, Thaefkt 54ExnER
RERTFMREC H 555102, §iRo FeO oiis &
Fikiz disproportional decompositiont%. Al, Ti,Zr 3
XU Cr LIk s x4 i\ [-CH;OH % X
Br.-CH3;COOCH; #HHiIC T & A EVEF s v 28,
MC BGRAbE X OF i 2 e oft L, ki<
DRETFTTRAZTHMLTHERCR I TS L rns
hWogBExEO o7 Athicic s, £#4Ti, Zr, Cr @
mit, Al, Ti, Zr, Cr &Mk X OTi, Zr OfiL
P iR R Lo VWFhic s VT 54
ST 5.

4. = %

RFEAS TR E &M AR E L CiAWEEE, av s
TN — iR, BE . 225 vER IO E(bER X
LEE(LHFBNAENOI B X CERKITOWT 2,3 Dfast

B IEOIHREETET D LEOEDLE D TH b
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Table 11-(3)

Ti(0°05/19%)-iron | Zr(0'05/19%)-iron

Cr(1¢p)-iron

FeO-Ti;Oy ZrC, FeO:Cr04
Tizo;; ZrS FeS
FeO-TiO, ZrC,Zr(C,N) (Fe,Cr),C
TiS ZrN,Zr (N, CryN
TiC, Ti(C,N)
TiN, Ti(N, C)
FCO'TigO3 ZI‘Og FCO'CT203
Ti,O4 ZrN* Zr(N,C)*
FeO-TiQ,
TiN* Ti(N, C)*
FeO:Ti,04 ZrOy- FeO-Cr,O;4 .
Tio O3 ZrS** FeS**
FeO-TiO, ZrG,Zr (C,N) (Fe, Cr) ,C**
TiS** ZrN, Zr (N, C) Cr:N
TiC, Ti(C,N)
TiN, Ti(N,C)

- Note : Abbreviation
FeO- T1203 ZI‘OQ FeO- CX'QO;; t:B
TizOg ZI'C**, ZI'(C, N) sk CI’QN : Be attacked gradually ) )
FeO-TiO, ZrN,Zr (N, C) Example; (Mn, I'e) O- 5i0;—Si0;
TiC**, Ti (G, N) ** * : Decompose gradually
TiN, Ti(N, C) wk . ) n

: Decompose perfectly at elevated

FCO‘TigOg*** ZI'Og FeO.Crzoa*** temperature
TipOg¥¥* *+# : Decompose disproportionaly.
FeO- TiQOg***

1. NoXr . HEEEE : L-CHyOH %713 Bre-
CH;COOCH; B vy, T ZhoihsffikOIRE
TCHRRGUE 2 AR Eis SR AL HMF L, fhHEE
BEEHITTNVH VIERTHRET A LITX 2T, HFift
MEXICAINOEBZFLALERTHI LR, &8
Fv FfE XXV FEPORRILMRNENEEET S
TEMTED. ZOYE, BE - 227 VDS 05=
T 73— vEEX DSBS EESITRCL, B
{4 ¥ o MsC BB Lo 5 EBNwLETH D, Eiokk
AN CERDOS VR (C<iN0-4%) I bBMAT 5 T &58
TEL, 39FE - 73— vER—EZICCEN 002%
DToMcOALERENTWBO.

2. EFRE  BOREERR Y 500°C IRET TR
fEL, EE% S SIMEET (9 10-+ mmHg ) T§9 900°C
B IR ST 52 &0 X D, 2 T 30 i,
F oV R X OMRE 4 80 rh O KB LI TR A 2R & il
L, ZOBILMASEERET DI LN TED. EiK
MECHIVWTRELCEE2FRT 22 &TXL ), 518
ORE R REFCRF(LT 2 C A TE, EROFERCKL

T IEHIC RERMTH B . Ak b o JEF
Cly ZFHVy, L d s @ iReE a2 by
HDT, WPOEIL, RbMBsXOCEEMITEAL
SEARIT S iR Sy, BRI AL S DS AT 278 D@3,
X OFREEESREBCH TS, L OMIHIC X > TRIIHL,
BT LT 5 E VS KREDBDH B

3. (ERNEEVE c A BREY b0 L b DAA TH
D, PERPBVENTWVWSE LS CEMBT04% LT D
FUFEE, (RA54ME <IC Al ESHFOZELREEILT
FAED O 5O ALO, 3 X OF SiO: Ji5r DER
WL TWS.

4. BEFERCBTLDMENTENOLS FE L EERS
KW AV R B S L OEE LM O EDIT OV
T, (DnhEEEk, 3WE Tk, BE - 2T
¥ L OHE R k1 5 X O FEB BB L TRT
¢ Tablell OBV TH5B.

FEH BT BT HEBILMFRNEMOE RIE L T
5 & ALO; B XU SIO RS RVWThDLFEicH W TH

<=L, CrOy oy RmiEIEs L OURRbE LI
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