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Methods for chemical analysis of antimony—

Determination of arsenic content

GB/T 3253. 71— 2001

GB/T 3253.1—1982

1
:0. 005% ~0.50%,
2
’ 9 mol/L s 1)
, , 660 nm
1 mg. 0. 10% D
3
3.1 (p1.84 g/ml).
3.2 (p1.19 g/mL),
3.3 (1+20),
3.4 G+,
3.5 (1+1,
3.6
3.7 1+2),
3.8 (300 g/L): .
3.9 (5 g/L); 0.5g .lg 250 mL , 5 mL ,
100 mL, o
3.10 (15 g/L) 1.5 g [ (NH,);Mo,0,, « 4H,O] 250 mL ,
40 mL , 50 mL (3.5), 100 mL,
311 0.5 g/L),
3.12 1g/l).
3.13 0.1320g 100C~110C  2h
( ), 20 mL (50 g/L) , 100 mL 10 mL
(3.5), 1 000 mL , , I1mL 100 pg
3.14 20. 00 mL 100 mL , ,
1 ml 20 pg
2001-07-10 2007-12-01
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5.1
1 . 0.0001 g,

» % 8 ,mL

<0. 030 0. 30

>0.030~0. 080 0.50 10. 00

=>0. 080~0. 20 0.50 5. 00

>0.20~0.50 0. 20 5. 00

o

.31 (5.1 150 mL , , 10 mL (3.1),
’ ° ’ 8 mL ’ °

5.3.2 20 mL (3.2), 50 mL , (3.2)

5.3.3 1 125 mL ) (3.2) 30 mL, 30 mL.
1 min, o
.34 10 mL s 1 min, o .
.3.5 , 5 mL (3. 4) s 30 s,
s o 5 mL (3.4) s ) o
5.3.6 20 mL ) 30 s, ; 50 mL s 15 mL.
30 s, s o
5.3.7 1 . , (3.3) ;

o1 O

h.3.8 , 2.0 mL s 0 2.0 mL s o
7 min, , s ) o
5.3.9 3 cm . ;
660 nm o o
54
5.4.1 0,1.00,2.00,3.00,4.00,5.00,6. 00 mL . 50 mL )
30 mL. . 5.3.7~5.3.8 o
5.4.2 3 cm ) , 660 nm

(D




GB/T 3253.1— 2001

. —6
w(As) — m, +V, X 10

v X 100 ~(1)
: w(As) s %0
S — g5
Vo— ,mL;
V,— »ml;
mo 'L
2 o
2 %
0.005~0.010 0. 001
=>0.010~0.030 0.002
>0.030~0. 060 0. 005
=>0.060~0.11 0. 008
>0.11~0. 20 0.01
=>0.20~0. 30 0.02
=>0.30~0.50 0.03
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GB/T 3253.2—1982
Methods for chemical analysis of antimony—

Determination of iron content

1
. :0. 005 0% ~0.30%,
2
s 510 nm .
2.5mg 1.5mg .0.4mg .0.05mg o
3
3.1 (p1.19 g/mL).
3.2 (01.42 g/mlL),
3.3 (00.90 g/mL),
3.4 (2.5 g/L),
3.5 (100 g/L); 100 g 1 000 mL . 500 mL ,
pH7 , 20 mL (3.4), 2 min, , 20 mL
(200 g/L), 1 000 mL . ( 10 mL) ,
, . 1 000 mL,
3.6 (250 g/L): 250 g (KNaC,H,0; « 4H,0) 1 000 mL ,
500 mL . 20 mLL ,20 mL . 2 min, ,
. 20 mL (200 g/L), 1 000 mL , (
10 mL) . , . 1 000 mL, .
3.7 (200 g/L): 200 g 1 000 mL . 500 mL .
20 mL ,20 mL , 2 min, , o 20 mL
(200 g/L), 1 000 mL, , ( 10 mL) ,
, . 1 000 mL, .
3.8 0.100 0 g (=99.99%) 100 mL . 10 mL A+,
. 1 min . 1 000 mL .
s o 1mlL 100 pg
3.9 10. 00 mL 100 mL . ; .

2001-07-10

2001-12-01
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1mL 10pg .
4
5
5.1
1 . 0.000 1 g,
1
% .g »ml
0. 005 0~0.018 0. 30
=>0.018~0. 060 0.50 10. 00
=>0.060~0. 30 0. 20 5.00
h.?2
5.3
5.3.1 (5.1 100 mL , 4 mL .1 mL , R 30 s,
o 5 mL , , 50 mL ,
h.3.2 1 50 mL , 15 mL ( s
50 mL, 25 mL , 5.3.3 Do
5.3.3 2 mL .2 mL , . 2 min, R
5.3.4 (5.3.3) 3 cm , ,
510 nm R o
5.4
5. 4.1 0,1.00,2.00,3.00,4.00,5.00,6. 00 mL 50 mL .
20 mL, 2 mL (1+1), 15 mL , 5.3.3 o
5.4.72 (5.4.1) 3 cm R y 510 nm
6
D
v 6
w(Fey = 2 o X 10 000 (1)
m, * V,
: w(Fe) a%;
nyT s Mg
Vi— ,mL;
Vi— »ml;
mo——— Lo

ol
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%
0.005 0~0.015 0.001 5 =>0.060~0.100 0. 008
>0.015~0.035 0.003 =>0.100~0. 200 0.012
>>0. 035~0. 060 0. 005 >0.200~0. 30

0. 015
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GB/T 3253.3—1982
GB/T 3253.4—1982
GB/T 3253.5—1982
Methods for chemical analysis of antimony—

Determination of lead and copper contents

1
. . : 0.015%~0.75%; 0.003 0% ~0.30%,
2
283.3 nm,324. 7 nm , N o o
3
3.1 (pl.19 g/mL),
3.2 a+1,
3.3 (pl. 42 g/mL),
3.4 (01.48 g/mL),
3.5 1.0000g (Z99.99%) 200 mL , 20 mL 1+1,
’ ’ ° 1 000 mLL ’ ’ °
lml 1mg .
3.6 10. 00 mL 100 mL . 5 mL (3.2),
, . ImL 100 pg .
3.7 1.0000 g (=99.99%) 200 mL . 20 mL A+,
s o 1 000 mL. s s o 1 mL lmg .
3.8 10. 00 mL 100 mL . 5 mL (3.2),
, . ImL 100 pg .
4
: ) 0.20 pg/ml;
0.10 pg/mL,

2001-07-10 2001-12-01
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: 10 ’ 1. 0%;
( “ ” ) 10
0.5%,
0.8%.
Al R
5
5.1
1 , 0.000 1 g,
1
9% g ,mL 9% g ,mlL
0.015~0. 050 1.0 25.00 0.003 0~0.012 0.50 25.00
>0.050~0.15 0.50 25. 00 >0.012~0.030 0. 20 25. 00
>0.15~0. 35 0. 20 25. 00 >0.030~0.15 0. 20 100. 00
>0.35~0.75 0.10 25. 00 >0.15~0. 30 0.10 100. 00
5.2
5.3
5.3.1 (5.1) 100 mL , 5 mL (3.1).3 mL ,
. . 11’1114 (3.1),5 mL ’ ° 31’1114 ’ °
2 mL (3.1 s o 2 mL 3. D , 1 s
5.3.2 283.3nm.324.7 nm - , ,
5.4
5.4.1 0,5.00,10.00,15.00,20.00,25.00,30. 00 mL
100 mL y 2 mlL (3.1, s o -
283 3 nm ) s ’”
5.4.2 0,0.50,1.00,1.50,2.00,2.50,3. 00 mL
100 mL , 2 mL (3.1), s o s
324- 7 nm 1) 1) ) “
6
D) N
S V4 —6
w[Ph(Cuy] = <V X107 0 “(1)
:w[Pb(Cu)]* 300§
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¢ . spug/ml;
V—- ,mL;
moy——— ' Lo
7
2 o
2 %
0.015~0.020 0. 002 0.003 0~0.005 0 0.000 8
=>0.020~0. 040 0. 004 =>0.005 0~0.020 0.002
=>0.040~0. 050 0. 005 =>0.020~0.030 0. 003
=>0.050~0.10 0.010 =>0.030~0. 060 0. 005
>0.10~0. 20 0.02 =>0.060~0.100 0. 008
>0.20~0. 30 0.03 =>0.100~0. 20 0.015
=>0.30~0.50 0. 04 =>0.20~0. 30 0.02
=>0.50~0.75 0. 06
8
o :0.010% ~0.60%,
9
~ ’ pH8N9
° ’ lel D
520 nm 0
2.5mg .2.5mg .2mg .0.5mg 0.03 mg o
10
10-1 (p1.19 g/mL),
10. 2 a+1),
10.3 (1+400),
10-4 (pl.42 g/mL),
10.5 a+1),
10. 6 (100 g/L),
10.7 (10 g/1L): 10g , 800 mL s 100 mL (00. 90 g/mL),
1 000 mL, .
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10. 8 (400 g/L): 400 g (KNaC,H,0; « 4H,0) 1 000 mL
, 650 mlL . 1 ~2 . . 1 000 mL
, ( 10 mL) (10.11) .
, (10. 2) . ( 10 mL) ,
. . 1 000 mL, .
10. 9 (100 g/ 100 g 1 000 mL , 650 mL ,
1 ~2 . . 1 000 mL . (
10 mL) (10.11) . . ,
(10.2) . ( 10 mL) ,
. . 1 000 mlL, .
10. 10 (0.4 g/L); 0.2 ¢g 100 mL , 30 mL
. . 1 000 mL . 20 mL .200 mL 1 min, ,
o 500 mL , 40 mL (10.2) , 1 min, s
10- 11 (0.04 g/1.): 50 mL (10.10), 1 000 mL
, 10 mLL 200 mLL 1 min, , . 10 mLL .
30 s, . . 500 mL . 20 mL (10.2) , 1 min,
10.12 10 g/L).
10-13 0.1000 g (Z399.99%), 100 mL , 10 mL 1+
DR . . . 1 000 mL , . .
1mL 100 pg .
10. 14 10. 00 mL (10.13) 100 mL . ;
o 1mL 10pg .
1
12
12.1
3 . 0.000 1 g,
3
% g ,mL % .g ,mL
<0.010 0. 20 =>0.10~0. 20 0. 30 5. 00
=>0.010~0. 040 0. 30 20. 00 =>0.20~0. 30 0. 20 5. 00
=>0.040~0.10 0. 30 10. 00 >0.30~0. 60 0.10 5. 00
12.2
12.3
12.3.1 (12. D 100 mL . 5 mL .2 mL .1 mL
(10. 1), o 1 min, . s 50 mL s

10
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12.3.2 3 (12.3.1) 20 mL 125 mL .
12. 3.3 1 mL s 1 mL s 2 s
, (10. 2) s s o 1 mL s s (
pHS8.5), o
12.3.4 15 mL (10.11), 1 min, s
125 mL o 5 mL (10.11), 1 min, )
, o 50 mL. (10.3), 30 s, s
o 25 mL (10.11) s 20 mL
s 1 min,
12.3.5 1 em , ,
520 nm 0 o
12.4
12-4.1 0,1.00,2.00,3.00,4.00,5.00,6. 00 mL. (10.14) 125 mL
, 20 mlL., 12.3.3~12.3.4 o
12.4.2 1 cm , , 520 nm
13
(2)
w(Ph) = 21 'HZ".@}O*G X 100 “(2)
: w(Pb)—— 2R
n, g5
Vi— ,ml;
Vi—— ,mL;
my—— g
14
4 o
4 %
<0. 040 0. 004
>0. 040~0. 060 0. 005
>0. 060~0. 10 0.010
>0.10~0. 20 0.02
>0.20~0. 30 0.03
>0. 30~0. 60 0.05

11
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3

15
:0. 003 0% ~0.30%,
16
440 nm .
10mg .2.5mg .2.5mg .0.5mg 10 pg 10 pg
17
17-1 (p1.19 g/mL),
17.2 (pl.42 g/mL),
17.3 (00. 90 g/mL),
17.4 .
17.5 (400 g/L),
17-6 ( ) (5 g/L),
7.7 (Na,EDTA) (50 g/L),
17.8 (10 g/L),
17.9 : 0.1000¢g (Z=99.99%) 100 mL , 10 mL
, , . 1 000 mL , ,

1mL 100 pg
17-10 : 10. 00 mL 100 mL ,
1mL 10pg .

a+1D

18
19
19.1
5) s 0.0001 g,
S
% ,g »ml
<{0. 003 0 1.0
>0.003 0~0.012 0. 40
>0.012~0. 040 0.50 10. 00
>0.040~0.10 0. 50 5. 00
>0.10~0. 30 0. 20 5. 00

12
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19.2
19.3
19. 3.1 (19. D) 100 mL , 5 mL ,2 mL .1 mL
) 1 min s o
19.3.2 50 mL , , .
19.3.3 5 60 mL ) 20 mL,
19.3.4 2 mLNa,EDTA Jd  ~2 ) 2 mL
s s 15 mL , 2 min, .
19.3.5 1 cm )
440 nm 0 o
19.4
19. 4.1 0,1.00,2.00,3.00,4.00,5.00,6.00 mL 60 mL
20 mL., 1 mL , 19.3.4
19.4.2 1 cm , . 440 nm
20
(€D
w(Cuy = M Vo X0 ~(3)
m, V),
: w(Cu)—— s Y05
nmyT— g5
Ve— ,mL;
Vi—— ,mL;
my—— o
21
6 o
6 %
0. 003 0~0. 005 0 0.000 8
>0. 005 0~0. 025 0.002 5
=>0.025~0. 040 0.003
>0. 040~0. 060 0. 005
=>0.060~0. 100 0. 008
>0.100~0. 20 0.015
=>0.20~0. 30 0.02

13
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A
( )
Al,
Al
nm mA nm mm L /min L./min
283.3 5 0.21 6 10 1.3
324.7 2 0.21 5 10 1.1

14
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GB/T 3253.6—1982
Methods for chemical analysis of antimony—

Determination of sulfur content

31
3.2
3.3
3.4

1g/L)

35

3-5.1

3.5.2
500 mL

(D

VlA
Vov

o

. :0.002 0% ~0.25% .

(1+99),
.20 (0.3 g/L) 3

o

[¢(NaOH)=0. 005 mol/L ]

0.2 ¢g , 250 mLL . . 1 000 mL
5.000 0 g 100C ~105C 2 h ( )
s s 1 000 mLL s
lmL  0.0050g .
10. 00 mL 300 mL . 50 mL , 2
(10 g/L), o
,mol/L.,
V. X 0.0050
=W, =V x 02002 100 (1
,mol/L;
,l’l’lL;
,mL;
,1’1’114;

2001-07-10 2001-12-01
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0.005 0—— ,g/ml;
0.204 2—— 1.00 mL [¢(NaOH)=1. 00 mol/L]

,g/mOIO

) ° 0. 10 I’l’lLo
4

1,

2— : (400 g/L) (40 g/L),
3— : . . .

7— : 1 000C 30 min, s
8§— : 1 000C 10 min,

10—

11—5 mL~10 mL

1
5
5.1
1 , 0.0001 g,
1
7% g
0.002 0~0.010 2.0
>0.010~0.040 1.0
>0. 040 0. 50
5.2 , 900°C, .
5.3 50 mL~60 mL 1 mL -

16
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5.4 1 s 2 L/min,
0.5 L/min, ’
5.5 , .
s ,  0.5L/min
5.6 10 min 2 1./min, 2 min,
6
(2)
w(S) = ¢V X 001603 ), (2
m,
: w(S)i 9%§
¢ ,mol/L;
V—- ,mL;
mg 2 g3
0.016 03—— 1.00 mL [c(NaOH)=1. 000 mol /L] ,
g/mol,
{
2 0
2 %
0.002 0~0.005 0 0.000 6
=>0.005 0~0.010 0.001 0
>0.010~0.030 0. 003
>0.030~0. 050 0. 005
=>0.050~0.10 0. 008
>0.10~0. 21 0.01
>0.21~0.25 0. 02

17
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GB/T 3253.7—1982
Methods for chemical analysis of antimony—

Determination of selenium content

1
:0. 000 5% ~0.060%.

2

430 nm

25mg .20mg .3mg .2mg
3
31 .
3.2 (01.19 g/mL),
3.3 (p1.42 g/mlL),
3.4 (30%).
3.5 a+1D,
3.6 a+2),
3.7
3.8 .
3.9 (00.90 g/mL),
3-10 aA+4),
31N (3.8 g/1): 0.5¢g 10 mL (100 g/L) 50 mL
,5 mL (3.5), 100 mL,

3.12 (20 g/L): 2 g (CuCl, « H,O) (3.5) (3.5)
100 mL,
3.13 (10 g/L).
3.14 (Na,EDTA) (50 g/L).
3.15 3.3- ( ) (5 g/L),
3.16 (1g/L).
3.17 : 0.100 0 g (=99.99%) 100 mL . 5 mL (3.3,

2001-07-10 2001-12-01
18
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s s ) 1 000 mL ,
1mlL 100 pg .
3.18 : 10. 00 mL 200 mL s s
1mlL  5pg
4
9
5.1
1 s 0.0001 g,
1
% ,g ,mL

<C0.003 0 1.0

=>0.003 0~0.008 0 0. 30

=>0. 008 0~0.020 0. 30 20. 00

=>0.020~0. 060 0. 20 10. 00

5.2
5.3
5.3.1 (5. 1) 100 mL ; 5 mL (3.2), 0.8 mL~1.5 mL
5.3.2 50 mL s (3.5 , o
5.3.3 1 100 ; (3.5) 20 mL,
h.3.4 0.2 mL ,1 mL ,1.5g~3.0g s

30 s, R
5.3.5 125 mL s 10 mLL (3.5) s

, 15mlL 1 min, s o 10 mL (3.5) 10mL ,
15 s, , o
5.3.6 10 mL (3.6) , 0. 25 mL R 1 min,
s s s 10 mL ,

o 0.8 mL s s 2 mLNa,EDTA o

5.3.7 2 , (3.9 (pH1.0~3.0), 3 mL
, 5 min, , o
5.3.8 (3.10) pH6. 0~8. 0, 125 mL s
, 15 mL s 1 min, s o
5.3.9 (5.3.8) s 2 cm ,
430 nm s o

5.4
5.4.1 0,1.00,2.00,3.00,4.00,5.00,6.00 mL 100 mLL

20 mL., (3.5, 5.3.7~5.3.8 o
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5.4.2

(5.4.1)
430 nm
(D
w(Se) = a
: w(Se) s %5
m J1gs
Voi ,mL;
Vlv 9m14;
m— 28
2

2 cm

(1)

0. 000 5~0.002 0 0. 000 4
=>0.002 0~0.004 0 0. 000 6
=>0.004 0~0.006 0 0.000 8
>0.006 0~0.010 0.001 2

>0.010~0.030 0. 003

=>0. 030~0. 060 0. 005

20
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Methods for chemical analysis of antimony—

Determination of bismuth content

1
:0.001 0%~0.10% .
2
223.1 nm
3
3.1 (p1.19 g/mL),
3.2 (1+1,
3.3 (pl.42 g/mL),
3.4 (1+1D,
3.5 (1+1,
3.6 (3. D (3.3)
3.7 - : (3.1) (pl.48 g/1L)
3.8 1.000 0 g (=99.99%) 250 mL , 20 mL (3.4),
’ s ’ ° 1 000 mL .
) 1 rnL 1 mg
3.9 50. 00 mL 500 mL , 50 mL (3.1),
, o 1 mL 100 pg
4
, 0.2 pg/ml,
10 , 1. 0% ;
( “ ” ) 10 .
0.5%,
2001-07-10 2007-12-01

21
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0.7,
A Do
5
5.1
1 s 0.000 1 g,
1
% .g ,mL
0.001 0~0.005 0 1.0 10. 00
=>0.005 0~0.020 1.0 25.00
>0.020~0.10 0.50 25. 00
5.2
5.3
5. 3.1 100 mL , 10 mL , ) s
’ 2 mlL ’ ’ o
5.3.2 5 mL - \ \ , _
, , , (3.2, 5%V /V),
5.3.3 1 . , .
5' 3 4 - ’ 223.1 nm ’ ’ ’
5.4
5. 4.1 0,1.00,2.00,4.00,8.00,12.00,16.00,20. 00 mL 1 000 mLL
, 10 mL (3.2, s o
5.4.2 - , 223.1nm ,
6
(D
. eV —6
w(Bi) = ¢V X107 % 100 B D
m,
w (B1) s %05
¢ spg/ml;
V—— ,ml;
my——— 8o
7
2 o

22
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0.001 0~0.004 0 0. 000 6
=>0.004 0~0.006 0 0.000 8
=>0.006 0~0.012 0 0.001 2
>0.012 0~0. 050 0.001 5

=>0.050~0.10 0. 006

23
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A
( )
SHIMADZU AA-6200 Al,
Al
nm mA nm L /min L./min
223.1 9 0.7 8 2.0

24
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