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Determination of Sulfur, Silicon, Nickel, Chromium and Cobalt in
Ferro-nickel Containing High Carbon by X-ray Fluorescent Analysis

Synopsis:

Tomoo TAKAHARI and Yoshikiro YAMAMOTO

A study has been made, by using the Shimazu—~ARL X-ray quantometer, on the analytical precision of S,Si,
Ni, Cr, and Co in Ferro—nickel containing high carbon as a raw material for stainless steels.

Samples are prepared by pouring the melt into a metallic mold and grinded with No. 80 emery paper
after cutting them. . No segregation of the above elements are found regardless of the high carbon content

(2% <) in the sample.

The multiple linear regression method is employed to improve the analytical precision of S, Si, Ni, Cr

and Co.

Si and C effect the determination of S.
as follows:

(1) Precision. (g4 =13 82/n—1)

S: 00039, Si:
(2)

0-04195, Ni:
Reproducibility.

0-13724, Cr:

0-03294, and Co:

The precision and reproducibility of the above elements are

0-0082

(Received Aug. 24, 1973)

X% Ry, o % C.V.%
S 0:076 0:004 0-0014 1-8
Si 1-83 0-04 0-012 0-66
Ni  24:36 0-09 0-033 0-14
Cr 1-78 0-01 0-0048  0'79
Co 0-61 0-01 0-0053  0-30
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Table 1. Content ranges of elements in ferro-nickel (9%5).
Element C Si Mn ‘ P S Ni Cr Co Cu Mo
2-10 1:93 . 0-010 [0-055 |21-83 {1-47 0-47 ; .
Range ~2:36) ~3-88 <0095 "0 016 ~0-083 ~24-41] ~1-84 ~0-67 <001 | <001
Table 2. Analytical conditions.
X-ray power 40KV -30mA
Irradiated area 28 mm ¢ circle
Elements Analytical lines Curved crystals Detectors Atomosphere
Analytical
li,rf:sya;fg S K, 5-373 4'"" EDDT Ne-Exatron Vacuum
X-ray Si K, 7-125 4'" EDDT Ne-Exatron Vacuum
Spectrometer Ni K, 1-658 11’ LiF Kr-Multitron Air -
Cr K, 2-290 4" LiF Ar-Multitron Air
Co K, 1:791 4" LiF Ar-Multitron Vacuum
Et)ai;eé:?cll — — Kr-Multitron Air .
Integration time 120 seconds.
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Fig. 1-1. Segregation of elements in ferro-nickel

containing high carbon.
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Fig. 2. Relation between the value by chemical analysis and X-ray intensity of S, Si, Ni.
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Table 3. Equation obtained from the multiple linear regression method.

Element Eqation
S S (%)=0-00158 IS'—0'0489[C0]—0'158[C]+0'00028[Si] +0-0317
Si Si(2%)=0-0173 Ig; —0-0105[Fe] —0-385[Co] —0-891
Ni Ni(94)0-106 Iy;—0°0023[Fe]+1°06[Co] —15-33
Cr Cr (%) =0-0061 Ic,+0-0105[Fe] 4+0-164[Co] +0-0067[Ni] —0-171
Co Co(%)=0-0097 Ico+0°0048[Fe] —0-0067[Ni] —0-272

Ix means the X-ray fluorescent intensity of the element X,
[X] means the value by chemical analysis.
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Table 4. Significance of correlation ratio. (_ ) TR
: SiK, 7°125A WEHTHHHE L TIE, FeKpy D4k
Factor 7 ¢ ! (34,0°01)=3-65 # 7-028A, B XX CoK, D 4Wss 7-164A BB D
S 0:775 7-15 * ok TZOEER L B/
C 0-298 1-82 _
C 0-074 | 043 (3) =»rw - L
Si —0-139 0-82 NiK, 1"658A D&\ &L LT CoKy 1:621A 5339
SxCo | —0°006 0-03, ettt _ o
SxC 0-131 0.770 DR iP%‘X.%i’L?‘: 'it) @Ebulé%ﬂ'y%%b’%x
SxSi | —0-046 0-268 . s e
CoxC | —0'582 | 417 - ENADT, BROFEDS L OHR.
Cox Si 0-150 0-88 (4) 2o : . ,
CxSi | —0702 | 575 * s o KGRI 2:070A 1% FeK, 1-937A |2 x b

Table 5. Comparison of the results of chemical and X-ray fluorescent analysis for . -
samples of ferro-nickel containing high carbon.

S (%) Si (%) Ni(%) " Cr(%) Co (%)
) ] - .

Sample | X.A- [ C.AT| piff. |x.Alca] Diff. | xA.| ca. | Diff. | x.A.| c.A. | Diff. | X.A.| C.A. | Difr.
1 0-072| 0-072 0| 3-60] 3-64/—0-04| 23-60 23-63|—0-03| 1-63 | 160 | 0-03{ 0-68 | 0-67 | 0-01
2 0-078| 0-076| 0-002 | 3-86| 3-81| 0-05 23-29| 23-58/—0-29| 1:59 | 1-56 | 0-03| 0-66 | 0-65, 001
3 0-082| 0-080] 0:002 | 3-75| 3-81|—0-06| 23-03| 23-02| 0-01| 1:58 | 1-57 | 0°01| 0 64 | 0-63 | . 0-01
4 0-077| 0-075| 0-002 | 3:79| 3-84|—0-05 23-17| 23-01| 0-16| 1-52 | 1-52 0 063|063 0
5 0-067| 0-070|—0-003 | 2-93| 2-89| 0-04| 23-21| 23-20, 0-01| 1-49 | 1-47 | 0-02/ 0-62 | 0-63 |—0-01
6 0-080 0-072| 0-008 | 2-84| 2:77| 0-07| 23-72| 23-68| 0-04 1-49 | 1-47 | 0-02| 0-61 | 0°60 | 0-01
7 0-064| 0-068|—0-004 | 2-58 2-61|—0-03 23-62 23-60] 0-02| 1-51 | 1-47 | 0-04| 0-61 | 0-60 | 0-01
8 0-070 0-070 0| 263 2-66—0-03| 23-69] 23-67| 0-02 1-47 | 1-51 |—0-04| 0-61 | 0-60 | 0-01
9 0-068| 0-069|—0-001 | 2-80] 2-77| 0-03| 2315 23-27|—0-12| 1-49 | 1-52 [—0-03| 058 | 0-59 |—0-0l
10 0-069] 0-070|—0-001 | 3-02| 2-98| 0-04| 23-06| 23+10|—0+04/ 1-50 | 152 |—0-02| 0-58 | 0-58 0
11 0-062| 0-065—0-03 | 2-58 2-59—0-01| 23-14| 22-96] 0-18| 1-51.| 1-53 |—0-02| 2-58 | 2-59 |—0-01
12 0-070| 0-071|—0-01 | 3-13| 3-09 0-04| 23-23| 23-34/—0-11| 1-58 | 1-53 | 0-05/ 3-13 | 3-09 | 0-04
13 0-064| 0-063 0:01 | 3-25 3-25 0| 22-83 22-85|—0-02['1-49 | 1-47 | 0-02 3-25 | 3-25 0
14 0-073| 0-069| 0-04 | 3-42| 3-41| 0-01| 22-45 22-67]—0-22| 1-49 | 1-50 |—0-01| 3-42 | 3-41 | 0-0l
15 0-063| 0-066|—0-03 | 3-55| 3-54| 0-01| 2242 22-41| *0-01| 1-51 | 1-5] 0355|354 | 001"
16 0-072| 0-076|—0-04 |'3-54| 3-57|—0-03| 2226/ 22-32/—0-06{ 1-50 | 1-49 | 0-01| 3-54 | 3:57 |—0-03.
17 0-074| 0-074 0 | 3-71| 3-80(—0-09| 22-24| 22-39|—0-15| 1-50 | 1-57 |—0-07| 3-71 | 3-80 |—0°09
18 0-073 0-070| 0-03 | 3-73| 3-73 0 22-31| 22-11| 0-20] 1:52 | 1-51 | 0-01| 3-73 | 3-73 0
19 0-076| 0-076 0 | 3-90 3-88] 0-02| 22-06| 22-14|—0-08| 1-52 | 1-50 | 0-02| 3-90 | 3-88 | 0-02
20 0-077| 0-076| 0-01 | 2-50 2-53|—0-03 21-60 21-83|—0-23| 151 | 1-52 |—0-01| 2-50 | 2-53 |—0-03

Accu- 0-003 0041 0-137 0-032 0-008

racy 74

Number

of 42 42 42 42 42

samples

¥) X.A. means the value by X-ray fluorescent analysis. *¥) C.A. means the value by chemical analysis.
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Table 6. Reproducibility of analytical results.
s | si Ni | o | Co
]
N 1
L 0-077 | 1-843] 24331 177 °© 0°60
2 0-076 | 1°85.0 2436 1:78 . 06l
3 0-077 | 1°83 1 2435 1:77 | 06l
4 0:075 | 1-84, 24:391 177 | 06l
5 0-074 | 1.82 | 24:33| 178 | 06l
6 0074 | 1-81 | 24:40, 178 | 0°60
7 0-077 | 1-82 | 24-33  1'77 | 06l
8 0-075 | 1-84 | 2443 | 178 | 061
9 0-076 | 1-84 | 24-33| 178 | 061
10 0-078 | 1-83 | 2437 | 177 | 0°60
X 0-075,| 1-83,| 2436 | 1:77; | 060,
R 0-004 | 0-04 | -0-09| 0:01 | 0-01
o 0-0014/ 0-012| ''0-033| 0-0048/ 00053
cv 1'8 [0-66| FO-14| 0:79 | 030
Allowance* [0-004 | 0-031] {0-167| 0-027 | 0035
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