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Direct Determination of Silver in Lead Concentrates and
Lead-Contained Materiels by Fire Assay Gravimetry
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Abstract In this paper, analytical conditions for direct determination of silver in lead concentrates, lead
ore, lead alloys and lead-contained materiels by fire assay gravimetry were systemic investigated.
Comparisons of experimental data between the proposed method and the national standards and industrial
standards were carried out. The reliability of the method has been validated by determination of Ag in
national standard reference of lead concentrate. The results indicated that the linear ranges, relative
standard deviation(RSD, n =11) and recoveries e were 5~71 200 g/t, 0. 10% ~7 4% and 99. 10% ~
99. 94% , respectively. The found values were in good accord with certified values.
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Table 1 Analytical results of X-fluorescence /%
Pb Ag Bi Zn Ca Fe Cu As Se Nb Mg S Si In Au Al
CKC 464 Q148 Q15 - 068 1549 Q75 - - 0135 Q40 1360 143 0 0005 Q47
7.24 0067 0109 Q051 Q28 1118 9 05 - 0034 Q101 - L7 099 0 0005 Q 36
17. 94 O 001 - 455 7.15 12 74 - - - 0046 4 05 894 7 23 0 0005 5 41
12 92 0 001 - 0046 Q11 1267 374 &84 Q091 Q017 - 599 Q091 0 0005 Q 38
12 14 Q 161 - 019 - 1709 8 46 2 488 0 038 - - 466 4 67 0 0005 1 67
18 74 0 001 - 905 - 26838 017 - - 005 Q15 2996 2 39 0 0005 Q25




1 21
1
Pb Ag Bi Zn Ca Fe Cu As Se Nb Mg S Si In Au Al
5280 0277 Q093 308 371 L18 905 9101 Q034 Q101 203 561 398 Q07 00005 L 82
64 14 Q 001 - 1055 112 235 028 3173 Q026 - Q40 1359 131 Q05 Q0005 Q47
58 58 0 001 - 881 356 476 025 4165 Q024 - Q60 038 147 Q06 Q0005 Q33
56 81 Q 001 - 763 533 477 Q47 3121 Q031 - Q70 331 153 Q03 Q0005 147
1878 Q035 076 &45 473 &51 136 Q76 - - Q23 1201 933 Q10 Q0010 Q65
53 43 Q 001 - - - - 271 Q02 - - Q4 - - 00010 -
5447 Q15 - - - - 369 Q04 - - - 17 63 - - Qo010 -
2.2 , . (2) >860 C
b ( ) ’ .
, 2 : (1) . (D 860 C
K < 0.8 , N s ( ) s
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K >0. 8 . R s 3
’ o (3) Table 3 Effect of dosage amylum and
K =08 ’ ’ ’ potassium nitrate on Lead button /g
. (K =0 8),
2 K /g
Table 2 Effect of ine ineredient licic acidit y 0.8 150 35 11 10 50 - CKC 33
able ect of assaying ingredients on silicic acidity g 08 150 35 1 0 30 - 10
/ / 08 150 35 11 0 35 - 30
K (@t (gt H) 0.8 150 35 11 10 60 - 29
03 150 35 5 3 50 CKC 1295 <a1 08 150 35 11 10 35 - 34
Q3 150 35 5 330 96 <1 0.8 150 35 11 10 50 - 34
Q3 150 35 5 335 3517 <1 0.8 150 35 1 o-20 - 30
a5 15 35 8 7 50 CKC 1 350 Q1 0.8 150 35 1 1035 - 30
05 150 35 S 7 a0 100 0l 0.8 150 3.»3 11 10 -5 30
05 150 % g 7 as 3 679 01 0.8 150 35 11 10 60 - 29
=4 [~ —
Q8 15 3 11 10 30 CKC 1395 Q2 8: 1;2 if H 18 Qe 1z 22
Q8 150 3 11 10 30 106 Q2 : ?
a8 150 35 11 10 35 3747 Q2 08 15035 1 1085 - 53
0 S U ' 08 150 35 11 10 35 - 33
10 150 35 15 13 50 CKC 1 310 Q2 08 150 35 11 10 45 B 33
[~ QC
1o 150 35 15 13 30 99 Q2 WS 150 35 1 0 a0 - 30
10 150 35 15 13 35 3710 Q2 - )
0.8 150 35 11 10 45 - 30
15 150 3 20 18 50 CKC 1 300 Q1
15 150 35 20 18 30 96 a1
15 15 3 2 18 35 3700 Q1 4
Table 4 Effect of cupellation temperature on silver
2.3 .
3 ’ 28 ~35 g , /mg /C /mg /mg /%
(30— 25 840 25385 40385 154
b
25 840 25285 40285 114
X X22+45)/12; 25 840 23371 40371 148
( X X 22—175)/ 25 850 25185 +Q 185 Q74
25 850 23055 40055 Q22
4. (2~6 ¢). O~z g. 25 850 23243 40243 Q97
2. 4 25 860 24979 —Q 021 Q084
25 860 24985 —Q 015 Q 060
b ’
25 860 24987 —Q 013 Q052
’ 25 870 24914 —Q 086 Q34
(884 C), , 25 870 24 907 —Q 086 Q37
25 870 24923 —Q 086 Q31
’ ’ 25 880 24 875 —Q 086 Q50
° 4 » (D 25 880 24893 —Q 086 Q43
<860 C , ( ), 25 880 24857 —0 086 Q58
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, Table 5 Correction coefficients of silver and
, recoveries of the method /mg
’ /
N Ay %
s 6.5¢g , 1000 Q99 —0010 Q91 —Q009 Q9910 99 10
(L2 1~1 2 4) . 1000 Q993 —Q007 Q995 —Q 005 Q9950 99 50
1000 Q992 —Q 008 Q993 —Q 007 Q9930 99 30
5 ’ 10000 9985 —Q 015 9988 —Q 012 09988 99 88
0. 991~0. 999 , 0. 995, 10000 9984 —Q 016 9987 —Q 013 Q9987 99 87
99, 10% ~99. 94%, 10000 998 —Q 014 9989 —Q 011 0 9989 99 89
99, 529 ~ 0, 985 ~ 1 00 50000 49 924 —Q 076 49 932 —Q 068 Q 9986 99 86
° ’ : 50000 49 931 —Q 069 49 943 —Q 057 Q 9989 99 89
0. 995, 50000 49 942 —Q 088 49 928 —Q 072 Q 9986 99 86
2.6 500 000 499 602 —Q 398 499 702 —Q 298 Q 9994 99 94
500 000 499 541 —Q 459 499 621 —Q 379 Q 9992 99 92
500 000 499 604 —Q 396 499 711 —Q 289 Q 9994 99 94
Y b
6. 5 g , 5 mm , , 6 , 5~71 200 g/t
, . < . 0. 10% ~
0.1g/t, s 2.9%, N
s <0. 2 g/t o 0.27% ~ 7. 4%,
27 +9. 02%~12 1%,
. +0. 64%,
s N o
6
Table 6 Comparison of the analytical results by different method
/
/g /(get™H) RSD/ % /%
(get™ 1)
CKC 20 112 114 115 116 119 115 23 —2 61~+3 48
GB/T 8152 10—2012 15 111 114 116 117 121 116 3.2 —4 31~+4 31
20 103 105 106 106 110 106 2.4 =3 T7T~+3.77
GB/T 8152 10—2012 15 102 106 106 108 113 106 28 —3 77~+6. 60
20 183 185 186 186 190 187 L4 —213~41 60
GB/T 8152 10—2012 15 180 186 186 188 192 186 23  —3 23~+3 23
20 153 155 156 156 160 156 L6 —192~-+2 56
GB/T 8152 10—2012 15 150 156 157 158 162 157 28 —4 46~+3 18
20 1900 1912 1915 1919 1919 1913 0.40  —0. 68~40. 30
GB/T 8152. 10-2012 15 1895 1910 1910 1912 1920 1909 0.47  —0.73~40. 58
20 224 225 226 226 229 226 0.8 —0.88~-+1 33
YS/T 461 10-2012 15 221 225 226 227 232 226 L9  —221~+265
25 53 5 4 55 55 55 5 4 1.7 —18~41385
GB/T 14353. 11-2010 2.0 5 4 5.6 5.7 6.0 6.5 58 7.4 —6 90~+12 1
25 1.4 1L5 1.5 1L5 1L7 1L5 096 —0. 87~+1 74
GB/T 14353 11-2010 2.0 1.1 120 121 125 135 122 7.1 —902~+10.7
20 101 102 103 103 107 103 22  —194~+3 88
GB/T 14353 11-2010 Lo 104 105 106 108 114 107 37  —2 80~+6 54
20 201 202 203 203 205 203 0.73  —0.99~-0. 99
GB/T 14353 11-2010 1.0 205 205 207 209 211 207 L3  —097~+1 93
20 75 78 79 80 81 79 29  —506~+2 53

GB/T 14353 11-2010 0. 78 80 81 85 86 82 4.1 —4. 88~+4. 88
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/
/g /(get™h) ~ RSD/% /%
(get™ 1)
15 7. 11 7. 12 7. 12 7. 12 7. 13 7. 12 0. 10 —0. 14~-+0. 14
GB/T 15249. 2-2009L6] 0.5 7. 09 7. 13 7. 13 7. 13 7. 14 7. 12 0. 27 —0. 42~-+0. 28
15 6303 6310 6310 6313 6319 6311 0. 10 —0. 13~-+0. 10
GB/T 4103. 10-2012 1. 00 6295 6313 6313 6319 6325 6313 0. 18 —0. 29~-+0. 19
15 3057 3060 3061 3062 3065 3061 0. 10 —0. 13~-+0. 13
GB/T 4103. 10-2012 1 00 3048 3065 3065 3071 3077 3065 0. 35 —055~+0. 39
15 80 81 82 83 85 82 2.3 —2 44~-+3 66
GB/T 4103. 10-2012 1 00 79 85 86 88 92 86 55 —8 14~-+6. 98
20 623 624 624 625 627 625 0. 24 —0. 32~-+0. 32
GB07167
GB/T 8152 10-2012 15 619 622 622 624 627 623 0. 47 —0. 64~-+0. 64
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