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Effect of Boron, Oxygen, Sulphur, Nickel, Copper and Zirconium

on Austenite Grain Size of Steels

Kiyohiko ¥ujrTA, Toshisada MORI,

Yoshikazu HIrASAWA,

Synopsis:

Kenji TSUSHIMA,

and Takashi Fukul

Boron, oxygen, sulphur, nickel, copper or zirconium was added to high purity iron to study the effect of

alloying elements on austenite grain size.

The results are summarized as follows;

1) Boron showed a strong effect upon coarsening the austenite grain size within the range of the con—

centration from 00012 to 0°01279,.

2) Oxygen had a weak effect upon coarsening the austenite grain size when it was dlssolved in auste—
. i
nite or precipitated as wustite, but an inverse explanation could be made on the effect of wiistite from the

view point of dissolution of wustite.
oxygen and whustite,

Further investigation is necessary to clarify the effect of dissolved
Alumina type oxygen had a tendency to inhibit the grain coarsening.

3) Austenite grain size was not affected by the addition of sulphur within the range from 0-010 to 0:39%,.
4) Nickel showed a strong effect upon refining the austenite grain size up to about 10%, while it had

a effect upon coarsening the austenite grain when the content of nickel was higher than 10%,.
5) Austenite grain size was not affected by the addition of copper within the range from 0-008 to 1-00%,

but was refined by the addition of 2:949%, copper.

6) Austenite grain size was slightly refined by acid soluble zirconium within the range from 0-047 to
1-829, while the refining effect was not so obvious within the range where Fe,Zr was assumed to be precipi-

tated.

(Received July 19, 1972)
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Table 1. Chemical composition of pure iron used for raw materials (%).
Specimen  C i Si | Mn | P| S| Cu | N | G Vv Ti | Al ' N | o | H
No 5 0-023) 0:05| 0-0080-0100-014 — | — [ — [ _— [ _— | — 0-00680-028 (000009
No 6 0-027| 0-06 | 0:0100-0100-011] 0-01 | 0-044 0:023 0.002 0-002/ 0-004/0-0016/0-028 |0-00008
No 89 0-004| tr. | tr. [0-0200-007{<0-01 |<0-0L | tr. — — | 0-004/0002600-026 0-00004
No 99 10-002/<0'01 {<0°01 | — | — [<0-01 {<0-01 |<0-01 |<0-002{<0002i<0-0020°00200-050 |0-00008
No 122 /0-006] 0-10 | 0-0110-0160-008! = — — — | = — — 009 | — | =
No 13 10-001| 0-002/<0-001) — | — |<0-005<0-01 |<0-01 |<0-001|<0"005 <0-0030-00140-016 | —
No 14® 10-001| 0-002<0°01 | — | — |<0-005/<0-01 [<0-01 |<0-001|<0-005<0-0030-00070-011 | —
No 15 0-002| 0-002<0-01 | — | — |<0-005/<0-01 |<0-01 |<0-001{<D-005/<0-0030-00130-011 | —
No 16 0-001f 0-002/<001 | — | — [<0-005/<0-01 |<0-01 [<0-001{<0-005<0-003 — [|0-017 | —
No 18® 0-002| 0-002/<0-01 | — | — |<0-005/<0-01 |<0-01 [<0-001|<0-005<0-003/0-0011/0-0088] —

a) Basic electric furnace pure iron.

b) Electrolytic iron refined in high frequency vacuum inductien furnace.
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Fig. 1. Effect of boron on austenite grain
size of Fe-B alloys.
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Table 2. Chemical composition of pure iron series with extreme low carbon and Fe-C alloys (%)-
Specimen G Si Mn P S Cu Ni Cr A% Mg Ca
F* 0-003 0-007 0'0005 0003 | 0-003 | 0-01 0-028 — — — —
P ¥ 0-002 0-004{<0-0005 0-003 | 0-004 | 0-004 0-005 — — — —
Y Ak 0-0011] 0-006/<0-01 | 0-002 | 0-004 | 0-002 0-006 — — — -
Al 0-009 0-05 |{<0-0] 0-013 | 0-008 | 0-010 0-020[ <0-01 | 0-002 — —
J1 0-0017| 0-010 0'd006 0-010 | 0006 | 0-0032f 0-041] 0-009] 0-0035 0-0002| 0-0008
J2 0-0052] 0055 0-0098] 0010 | 0-007 | 0-013 70‘041 0-016 0'0055 0-0001) 0-0008
J3 0-007 | <0°03 tr. 0-002 | 0'006 [<0-01 <001 | ~0-01 {<0-001 — —
J 4 70‘0012 <0-001 >0'02 0-003 0'003 <0'01 <0°0l | <0-01 [<0-01 |(<0-001 —
J5 0-015 0{011— 0-02 0:009 | 0017 0:07 | <0-01 | <001 [<0O-01 |<0-001 —
J 6 0-003 <0'bl <001 O'OIOSl 0-009 |<0:01 | <0°01 [ <0'01 {0001 — —
C 1 0-0057| 0:073] 00052 0-010 | 0-007 | 0-008 0-039, 0°014{ 0°0053; 0-0007, 0-0007
01 0-0061) <0-005{<0-01 0-002 | 0-°005 [<0:005 | <0-01 | <0-01 {<0-005 |<<0-001 [<0-001
cl10 0-030 | <0°005/< 001 0-002 | 0-005 |<0-01 | <0-01 | <0O'01 |<0-005 {<0-001 | 0-002
cl12 0-075 | <0-001] 0-02 0-003 | 0-002 {<0-01 <0-01 | <001 |<0-01 0-001 —
) . . Al Raw
Specimen Nb Mo Ti Co N O H .
sol. | insol. | total material
F* — — - — — — — 0-0016] 0-047 | 0°00013] —
P Rk _ — — — — — — 0-0068( 0 649 0:00010] —
Y — — — — — — — 0-0008( 0-01 | 0'00004] —
Al <0.01 — | <0-01 0-030 — — 0-0004; 0°-0015 0°039 | 0°00004 No 5
J1 — — — 0-042 — — 0-001 0'0015 0-064 | 0-00009
J 2 — — — 0-040 — — 0-000 | 0°-0013] 0°-0043 0-00002 No 6
J 3 — | <0-005| <0-005f — 0-005 0-001; 0-006 | 0-0014f 0°0027| 0-00004| No 13
J 4 — | <001 | <0-01 — — — 0-001 | 0-0020| 0°095 — | No 9
J 5 — | <0-01 | <0-0l — — — 0-001 | 0-0036] 0-0013 -— | No 5
J 6 <001 — | <0-01 | 0-009 e — 0-006 { 0-0015f 0°016 | 0-00008] No 8
C 1 — — — — — — 0-001 | 0°0012| 0-0036/ 0-00005 No 6
o1 — t <<0-01 | <0-005 — | «<0-001{ <0-001{<0-003 | 00013 0-0052 —
C10 — | «<0-01 | <0-005 — 0-001] <0-001{<0-003 | 0-0009; 0-0039 — to B2
cl12 — | <0-01 | <0-01 — — — 0-001 | 0-0030] 0-0056 — | No 16

* F : Ferrovac iron,

** P : Purron iron,

*¥** Received from other laboratory.
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Photo. 1. Austenite grain structure of Fe-B alloys,
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Table 3. Chemical composition of
Fe-B alloys (%) .

Specimen| B | ¢ | N | o | H | Raw
J 1 o0 |o-0017]0-0015/0-064 [0-00009] No 6
B 1 [0-00120:005 [0-0017)000430-00004
B 2 [0-00220-004 [0-0007]0-0044)0-00002
B 3 (0-00530010 [0-0009/0: 0048000004 No 8
B 4 [0-00780:005 0-0009|0: 0044000003
B 5 [0-0127/0-008 |o-0021[0-00500-00004
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Table 4. Chemical composition of Fe-O alloys (2).

Specimen @) C N sol. Al insol. Al total Al Raw material
C 2 0-002t 0-011 00012 — — ~0-001 No 6
J 3 0-0027 0-007 0-0014 0:005 0-001 0-005 No 13

AO 3 0-0051 0-0062 0-0013 0-057 0-005 0-062 No 16
J 8 0-0036 0-008 0-0026 (S =0-015) No 5
Cc1 0'00736 0-0057 0:0012 — - 0-001

_ . No 6
2 0-0043 0-0052 0-0013 — X — 0-000

AO 1 0-0045 0-0041 0-0011 0-005 0-003 0-008 No 16
o1 0-0052 0-0061 0-0013 <0-001 <0-001 <0-003
O 2 0-0093 0-0045 0-0014 — — 0 <O*OO3—— N 19
Y * 001 0-0011 0-0008 — — — —

] 6 0-016 0003 0°0015 — — 0-006 No 8
O 3 0-034 0°0026 0-0014 — — <0-003 No 15
Al 0-039 0-009 0-0015 — — 0-0004 No 5
F 0047 0-003 0:0016 — — — —
P erck 0-049 0-002 0-0068 — — — —
O 4 0-059 0-0022 0-0015 — — <0-003 No 15
J 1 0-064 0-0017 0-0015 — — 0-001 No 6
OS5 0-078 0-0020 1 0-0015 — —_ <0003 No 15
J 4 0-095 0-0012 0-0020 — _ 0-001 No 9

FO 1 0-123 0-0015 0-0018 0-002 <<0-001 <0-003

FO 2 0-133 0-0011 0-001¢6 0-001 <0-001 <0-002 o 18

* Received from other laboratory, #* Ferrovac iron, *%% Puron iron
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ITNBROSEEOHEMC X 53D, CEHARDOBAK
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Table 5. Chemical composition of Fe-O-C alloys (%) .
Specimen O C N sol. Al insol. Al total Al Raw material
0-016% < C <0°0409;
oCc 1 0-010 0-040 0-0022 — — <0-003 No 14
AO 2 0-0041 0-016 0-0007 0-018 0-003 0-021 No 16
C 10 0-0039 0°030 0-0009 0001 <0-001 <0-003 No 15
C=0-19
AOC 1 0-0071 0-10 0-0017 0-003 0-005 0-008
No 16
ANC 4 0-0021 0-10 0-011 0-021 <0-001 <0-022
AC 1 0-0025 0-13 0-0013 0-017 0-004 0-021
AC 2 0-0056 0-14 0-0006 0-044 0-002 0:046 | - No 15
c 11 0-0033 0-10 0-0014 — — | <o0-003
C 12 0-0056 0-075 0-0030 — — 0-001 ~ No 16
Specimen “ Specimen
gz Y mS
g o885 8 v Bluedige B2 S 995885 ®, 8 82,3383 EF
T T T Y T P T f— (R
00! - s - 4 o :0(50°Cx 4hr VE ‘
a . . i © 1 0S0°C x 4hr VE
- = s °r © of ®1100°Cx 4hr VE
0005 e B £ o[ SO og| ©1200Cx 4hr VE
—_ - . o 3 B &
§ : | ; b4 09\\ O~ e
o r ¢ e 3 L @ o T~ 8
0002 - 6 Received from other laboratory. E%°\ FE.’ ° °° v\\\ °
" < e I BN
0001 AR B AR R BT P B B O B LA 8 -2 ° \\b~c
“r o ©:920°C x 4hr VE 3 .r > o RN
3‘; T e ©:525% x 4 hr VE L P B R A | P I L1 !
5 oL Vg SrETexamvE 0001 OGOz - 0005 001 _ 002 005 010 015
€ I ° B~ q 0 (%
2 = R - e
8 of °® of > - Fig. 3. Effect of oxygen on austenite grain size
5 L a ‘\\\ : at 1000~1 200°C of Fe-O alloys.
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Fig. 2. Effect of oxygen on austenite grain size
at 920~950°C for Fe-O alloys and the
relation between oxygen and carbon.
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Photo, 2-1. Effect of oxygen on austenite grain size ().
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Photo. 2-2. Effect of oxygen on austenite grain size (I ).
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Fig. 6. Effect of O-C contents on grain coarsening
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Table 6. Chemical composition of
Fe-S alloys (%) .

- - - ; - Raw
Specimen| S C N O H material

0-008/0-0090-00150-039 |0-00004
0°010/0°007(0-0011/0-0035/0- 00002
0-014{0°010{0-0011/0-0050,0-00001
0-019(0°009(0°0013|0- 00550 00001
0-027,0-010/0°0013/0-0033|0- 00002
0-039/0-007|0-0012(0°0073|0- 00005

No 5
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Fig. 8. Effect of sulphur on austenite grain size
of Fe-S alloys.
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Fig. 9. Effect of Ni on austenite grain size of
Fe-Ni alloys.
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Photo. 4-1. Austenite grain structure of Fe-Ni alloys (1).
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Table 7. Chemical composition of Fe-Ni alloys (%5).
Specimen Ni Fe G N O H Raw material

J1 . 0°041 bal. 0°0017 0-0015 0-064 0-00009
Ni 1 1-13 bal. 0-008 0-0012 0-0032 0-00002
Ni 2 5-20 bal. 0-010 0-0014 0-0031 0-00002
Ni 3%* 10-5 bal. 0-008 0-0012 0-029 0-00013 No 6
Ni 4 26+7 bal. 0-006 0-0011 0-0022 0-00004
Ni 5% 50-3 bal. 0-005 0-0007 0.0093 0-00006
Ni 6% 74°3 25-8 0-002 0-0004 0-017 0-00002
Ni 7 bal. 0-084 0-001 0-0004 0-0041 0-00004 —

* 30mm § square bar.
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D—vie LT, C§5 0°06%, Mn {9 1% &F Licile
@ Ni &% 03~1'0% OFEFETETLI BSOS
— 27 A4 MERNERXWTNRD S T2/ HE LT
WEH, MIREBRRE S04~ 27 74 MEIRE,
WHREFEC NGO EREHE SN TE 5T, &
HE CEERERT S LI TELL DR,

45 FHOEE
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Table 8. Chemical composition of
Fe-Cu alloys (%) .

Specimen | Cu | C N O H maﬁ:xal
C 2 [0-008|0-011/0-0012[0-0021|0-00003
Cu 1 [0-074{0-011/0-0014(0- 0040/0- 00003
Cu 2 [0-121/0-010/0-0013/0-0033/0-00002 .
Cu 3 |0-540[0-009/0-0013/0-0046/0- 00003 "°
Cu 4 [1-00 |0-006/0-0010/0°0026/0° 00002
Cu 5 [2'94 0-0100-00110-004q0-00005
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Austenite grain structure of Fe-Cu alloys.
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Fig. 10. Effect of copper on austenite grain size
number determined by thermal etching
of Fe-Cu alloys.

Cpecimen
€2 ¢,y fu2 Cu3  Cud CuS
T T T
| o——0 925°Cx 6hr CR O
L &----8 1 000°Cx 6hr CR
. 6|-e—-e 1050Cx6hr CR
2 T P
§ /
[ =4
24T I
7
c P-\o-o.\__,___;-;%
,é | F«e:.-—-.—: ________ ™o -
5 2L/ it [l SN
@ L/ N
E ¥ Sao ~ s
@ \\
§ o) [ .
< L “~e
-1 TSN [ T W N W | 1 ]
0 02 04 06 10 20 30
Cu (°/o)
Fig. 11. Effect of copper on austenite grain size

number determined by carburizing of
Fe-Cu alloys.

X O RBERPFE OB — 25 F 4 MUREICHEY
TH5DT, TOIRET 4hr {)IFE WQ LB OB
BN A — 27 >4 MESNEREIE Ul o R
NiztgY§ 5% & Bbh 5. FABOHE Zr LSloEl
MERTEIEZLDTHETHE» L, EEWXTLA
E Zr e FEx bhb. 1300°Cx4hr WQ 20DER
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Table 9. Chemical composition of
Fe-Zr alloys (%).

Specimen| Zr (® N O H mEti, ‘;*vial
J 1 0-000/0-0017/0-0015 [0-064 {0-00009
Z 1 |0-047/0-004 {0-0023 |0-0044/0-00001
Z 2 10°0750-005 |0-0025 |0-0034/0-00002| ;-
Z 3 |0-40 |0-003 {0-0022 |0-0034/0°00006
Z 4 |[1-03 [0-004 |0-0014*0-0036/|0-00008
Z 5 |1-82 |0-002 [0-0015%0-0033|0-00008

* Total nitrogen is estimated to be about 0°0020~0'0025%.

Table 10. Chemical analysis of acid soluble
nitrogen in quenched specimens(%).
Heat treatment
Specimen |5 ot ahr |1 100°C x 4hr | T 300°C x 4hr
WwWQ wQ wQ
Z 1 0-0013 0-0012 0°0023
Z 2 0-0012 0-0011 0-0025
Z 3 0-0010 0-0010 0-0022
Z 4 0-0010 0-0010 0-0014*
Z 5 00011 0-0011 0-0015*

Prior heat treatment : 950°Cx 2 hr AC
* Total nitrogen is estimated to be about 0°0020~0-0025%.
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¥ig. 12. Effect of zirconium on austenite grain
size of Fe-Zr alloys.
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Photo. 6. Austenite grain structure of Fe-Zr alloys.
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