5510 B5 4 W [ e L Al 2 Vol. 10, No. 4
2020 4% 8 A Chinese Journal of Inorganic Analytical Chemistry 71~75

doi:10. 3969/j. issn. 2095-1035. 2020. 04. 016

HRESEE THEF R EIE(ICP-AES) &
MESHEPRIRRITE

R
(b Bl A AFRAE, T 102628)

W OE ORI WA TRV R B R G R IR R R OGS (ICP-AES) 15 I 5 &5 B 5 v 19
B BR VR ER L LB AR Y A L M E TE A wee (0.10%6 ~5.00%) L wr. (0.001% ~0.10%) . wx
(0.001% ~0.10%) vewea (0. 001 % ~0. 050 %) ywas (0. 50 % ~ 7. 00 %) \ews, (0. 50 % ~5. 00%) . wBi(1. 00 % ~
7.00%) o G Jiks ECSE 86 L 45 G A AR R 91, 5% ~115% ., J5 ¥k ol 1 B, & AT R e b
A BR VB AR B R B A I

KR LY R A AR B AR R T R OIS R T R

RE4SES.0657.31; TH744. 11 XEARERD A X EHS:2095-1035(2020)04-0071-05

Determination of Impurity Elements in High Bismuth Lead by
Inductively Coupled Plasma Atomic Emission Spectrometry

HAN Xiao
(BGRIMM MTC Technology Co. ,Ltd. ,Beijing 102628 ,China)

Abstract Using nitric acid and tartaric acid to dissolve the sample, the contents of copper,iron, nickel,
cadmium, arsenic, antimony and bismuth in high bismuth lead were determined by inductively coupled
plasma atomic emission spectrometry. Determination range we, (0. 10%—5. 00%) , wp. (0. 001%—0.10%),
wxi (0.001%—0.10%) 5 wea €0.001%—0.050%) s wa, (0.50%—7.00%0) s ws, (0.50%—5.00%0), wy
(1. 00%—7.00%). The recovery of each element is 91.5%—115%. The method is accurate and simple. It
is suitable for the simultaneous determination of copper, iron, nickel, cadmium, arsenic, antimony and
bismuth in high bismuth lead.
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1.1 FEiRXHA

R T 2R B B T V4 U 1 42 11 2 s o 40 Jo E 9 v
O Y TC ) 3 TEC 1« ) LR VER R LA L BE RN A A
HER WA 100 pg/ml; 7E 43 B A AL {8 A I R 43 B
afi 1) ) 5 BT K — 20K .
1.2 FEUH

Agilent ICP-OES 725 71t JE&HH A 45 5 1146
WAL (& EZHEERBHHELAFD .

AR (wa,==99. 996 %) ,
1.3 XBWHE

FrREL 0.5 g ilAECRERAZ 0. 000 1 g) T 250 mL
Fedtep, I b & oK I A . A 10 mL W A iR
(200 g/1) .10 mL A4 R . 55 b R I, & AR
R TR AR A U i 58 4 RO RS v /b = K R ke
T AREE A 50 mL FEfip . RME=ERH
KFRERZIRE RS . MR R 1 43 BG4 nAH 1
SR KM B R 20 RS . TE MU ERFR A S5 8 1K
J5F R TR b T E B A3 A 2 A L I R
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IS TAE T b 42 AROE & H T &R
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Table 1 Volume of the test solution
P, B8 BRI A EBUARRL e AR FR
- w/ % V/mL V/mL V/mL
0.10~1. 00 50 10. 00 100
Cu As Sb Bi
>1.00 50 5. 00 250
Fe Ni Cd 0.001~0.10 50 it 50

1.4 TIEMZHIEH

F B 0. 0.10, 0.50, 1.00, 5.00, 10.00,
20. 00 mL i % A5 W W (100 pg/ml) T — 41
100 mL &M A 20 mL i8R (1+ 1), K
BERZIEE RS TE B R & 55 8 1R 5 & 46
WA b TR 4 BT i 2 A DN o s 1 2R 97 V5 W 11
B ER VR R B BRI R SRR L 43 DA DU
TCER I JoT BV B2 R R AL B R SR 5 RE SR AR b L 2%
TAEfhZ IR 2,

£2 ITiEMZ
Table 2 The standard curve
JLHE B S / (pg » mL™D) R?
Cu 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 95
Fe 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 99
Ni 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 94
Cd 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 97
As 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 46
Sb 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 90
Bi 0. 10 0. 50 1. 00 5.00 10.00 20.00 0.999 87
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Table 3 Recommended instrument parameters

RF ¥%/  ZASHE/ WHnE/ SEFAnE/ #eEs/ W e B/ — RS E /AR e R/ HEFE I 8]/
W (L +min™ 1) (L e+ min~ 1) (L *min~ 1) (r s min 1) mm s s s
1150 0. 65 1. 50 15.0 9 6 30 30

2.2 #WNTRAELZERE

LR SRS T E TR R G RA R
RIKFR P2 IAF IO R TIN5 LA o0 B
S ARYE AR DR SE 6 DL TS0 50, 53R 4
IS R & T R E K.
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Table 4 Wavelength selection of determination elements

TLH HEFZ A /nm LR HEFE P /nm
Cu 327.395 Fe 259. 940
Ni 231. 604 Cd 226. 502
As 193. 696 Sh 206. 834
Bi 223. 061
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Table 5 Instrument detection limit
L& Cu Fe Ni Cd As Sb Bi
B/

(pg+ mL™1)

0.004 0.006 0.004 0.003 0.015 0.020 0.015

2.4 ABESBAENIEE

SR FHVAH RS A1 R I e v A o G v — 264
FEA /DR . S8 AL T A 8 R I E L
Lok - AN AR A D7 20 e - DB A IE T
PR IS P ARITUE L L) 50 mL FARHER (1+9).50 mL
IK VeI AR S AR . R IR AR KR BT R MU O M

BAMH L MA 10 mL #8210 mL iR .2 mL 2
M2 .2 mL %R 5% F 3R DU S M b0 36 L 3k = I
Tl A EoR A/, BUR RS . 0 10 mL fil§ B2 3% it £h
HEERE 100 mL & B, KRB 2 205 1)
AT DN FE VA VR AR B VER AR LR LB B A L 4
T2 W i o v A O 2 AL, T 2R T
e PEAS i D8 LR I R 1 O T
2.5 WENRREENEE
2.5, 1 A R MR JRE X ST 38 1Y) 5 i

TR L R —+ G 1 R V7 Ak PR S R 35 L A7 T
TE . 36 TSR T A R vk B X B T 2 I A 1 52
Wi o 3 590 BBOST 0 B Ry 1. 00 pug/mlL Fll 5. 00 pg/ml
AR Ak VB R LBE BRI, 5 BT R MR R
1.10.25.50 g/L B3t H 52 i 5 . 255 036 6.,

K6 BEABMAEIXE

Table 6 Tartaric acid addition test

JMA 1. 00 pg/mL B E A/ (pg » mL— 1)

JMA 5. 00 pg/mL WU E K/ (pg « mL™1)

R WATR g/L) WATRA0 g/L) AR5 g/1) ATRGO0 g/L) AR g/L) WARR0 g/L) WAFR25 g/L) AR G0 g/1)
Cu 0. 99 1.00 1.01 1.01 4.99 1.99 5.00 1.98
Fe 1.00 1.01 1.00 0. 99 5.02 5.01 5.00 4.99
Ni 0.98 0.98 1.00 0. 96 4.98 4.98 4.98 4.99
Cd 1ol 1.0l 1.01 1. 00 5.03 5.02 5.01 5.03
As 1.0l 1.03 1.03 1.04 4.96 5.03 5.03 5.04
Sb 1.03 1.03 1.02 1. 00 5.03 5.02 5.02 5.04
Bi 0. 99 1. 00 1. 00 0. 99 5.00 5.00 4.98 4. 96

BEREH A 1~50 g/ L BT A7 BRI W I 5
18 S B AR VAT AR A s TR G A DG 1% D 5 B O 25
A TR e B XA D T 3R S
2.5.2 R MR BE XS 5 15 )

i DLUAH R+ 309 A TR I8 A o T A 1 9 BB AT
. T BTG R Tk X B oT W E Y 5
M, T 1,00 pg/mL 5L 2R R
i B B VA VL B A R A FR 3 % 5. 006,10. 00
15.0%0.20. 020 Bf X 1. 00 pg/mL (4R Bk ER 54
ffl b BV A PSR, SRR T,
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Table 7 Effect of acidity on determination results

W/ g - mL D)

JLE HNO; HNO; HNO; HNO;
(5.0%) (10.0%) (15.0%) (20.0%)
Cu 1. 00 1.01 1. 00 0.99
Fe 0.98 0.98 1. 02 0.96
Ni 1.01 1.01 1.01 1. 00
Cd 1.01 1.03 1.03 1. 04
As 1.03 1. 03 1. 02 1. 00
Sh 1. 00 1. 00 1. 00 0.99
Bi 1.01 1. 02 1.02 1. 00

SRR L5 06 ~ 20 06 fiFf IR 1A A7 76 0 i I 0T &K HY
I HEAS AT R0 25 BB e B b B B A B K i

AITCER » R BI7 IR K it LA S PR UE — 3 B TR 2, P R
TNV I A, LI T 10 Y0 MRS R A A 22 A 5
2.6 £ETETFHIE

ER AT EEAFEIUER A Pb.Bi .Sb.Sn, Fe,
AsZn Au.Ag 5. HRIEUE S8 P LR BT
BRI T v A/ N BT R (FRRE i 0.500 0 g
FEART 50 mL AR TR 2 R W A TR 1
T E W 8.
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Table 8 Upper limit of interference elements and maximum

interference amount in determination solution

TH#HILE Bl T3 1R/ % W W e R T i/ mg
Pb 95 950
Bi 40 400
Sh 8 80
Sn 2 20
As 4 40
Ag 2.5 25
Zn 0.15 1.5
Fe 0.15 1.5

Au 0. 005 0.05

M 100 mL ¥ & H 25 m A 1.5 pg/mL
B BR R R BB B b A R T R B v VS TR
AR 9 ISR 10 ok B2 (1 R T R AT T4 5
o, Wl BE I S 25 2R LR 9 ISR 10,
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Table 9 Interference test results /(pg+ mL™")
TiooEgD Cu Fe Ni Cd As Sb Bi
Pb(9500) 1.01 5.01 .00  5.00  0.98  4.99 .00 5.00 1.00  5.00  0.98  5.02 1.01  5.02
Pb(950) .00 5.02  0.99 5,01 0.98  4.98  0.97  5.01 .00 5.04 1.00  5.02  0.97 4.98
Bi(4000) 1.01 5.05 1.01 5.01 1.02  4.95 .04 5.08 1.00 5.00 1.04  5.06 - -
Bi(400) 1.01 5,07 0.98  4.98 .00 5.02 .00 5.00 0.98  4.98  1.02  5.04 - -
Sh(800) .02 5.01 .00  5.04 0.99 5.0l 0.98  4.98  0.97  5.00 - - 1.01  5.03
Sn(200) .00 5.02  0.99 5,02 0.96  5.04 0.98 5.05 0.99  5.03  0.98  4.96 1.03  5.06
As(400) 0.99  5.02  0.98  5.00 .00 5.00  0.98  5.06 - - .00 4.98  0.98 4.95
Ag(250) 0.99 5.03 0.98 5.02 0.99 5.01 1.00  5.01 .00 5.00  0.98  5.00 1.01  5.06
Zn(15) 0.98  4.99  0.99 5,03 0.98  5.02 1.01  5.02 1.00  4.96 .00 5.04  0.99 4.96
Fe(15) .00 5.00 - - 0.98  5.01 1.01 5.03 1.02  5.04 1.01 5. 00 1.02  4.99
TE: DA me, T,
x10 EEBEFTFMIBRNEL
Table 10 Test results of mixed ion interference experiment /(pg s mL™")
HAEEFD [ERUBT e {8
Cu 1. 00 5. 04
Fe 1.02 5.09
Ni 0. 99 5.01
Ph(9500) +Bi(4000) +Sb(800) +Sn(200) + As(400) + Ag(250) +Zn(15) +Fe(15) Cd 1. 00 4.98
As 1.03 4. 95
Sh 1. 00 4. 96
Bi 1.01 1. 95
M9 AT LLR . 25 A7 0 2 6 5 ot & ay il _
. . . ) - K12 ZHEMNEFZEREZEXLBRER
WA TH. WK 10 ﬂu%%ﬁi5ﬁﬂ’9m2§fﬁ - .
Table 12 Precision test results of multi-element
e N BT P3
ltF (B[ﬂ P':J ’ J:JZE/K:B (=) l%?jjn/\i E/]/d‘ 'ftF—F ’ /\T? determination method
o Z T LA AR AN, iE Py T % /% RSD/ %
2.7 BEEELL 9 0.19 0.006 3 3.3
. L1
5 0.72 0.010 1.4
EPA =N =)
AR X e 11w O [A] & 1 0 B 5 RE 5 ) 43 T Cu 1 1. 44 0.016 1.1
A 8 2.69 0.018 0. 67
F A1) B 2 8 A 16 AT T 7 WO ST DN A W E AR 1 s 0 039 o 75
%12, 520 B 6 I RS S5 B R AT 2 0.002 4 0. 000 2 8.3
7 0.004 2 0.000 3 7.1
£11 ERES Fe 5 0. 020 0.002 0 10.0
. 8 0.041 0.001 4 3.4
Table 11 Sample number 9 0.10 0.002 4 2.4
== o Tite 5 0.001 7 0.000 2 11.8
7 0.005 1 0. 000 2 3.9
1 LS 0-393 8 Ni 8 0.019 0.001 0 5.3
i T 0.106 2 9 0. 050 0.000 8 1.6
i 1 0.387 0 10 0.10 0.002 2 2.2
2 W 0.113 0 1 0. 000 7 0.000 1 14.3
L 0360 8 3 0.009 0 0.000 6 6.7
3 4 : Cd 5 0.016 0.001 1 6.9
i 0.139 2 8 0.034 0.001 6 1.7
4 YN HTFA W9 S H 10 Sk 5 9 0.051 0.000 9 1.8
- 0.395 8 1 0.42 0.018 1.3
5 ::T 0,104 2 3 2.43 0.024 0. 99
! - As 8 3.72 0. 029 0.78
6 fii - 0.456 2 2 5.21 0.057 L1
i N 0.043 8 10 7.41 0. 046 0.62
i b 0.401 7 5 0.79 0.028 3.5
7 . 6 1.70 0.027 1.6
it 0.098 3
I Sh 3 2.25 0.032 1.4
g i I 0.277 6 7 3.06 0. 047 1.5
i T 0.222 4 1 4. 88 0.062 1.3
) 4 2B 5 (0. 5000 g) +Fe(0. 50 mg+ 6 0.83 0.009 8 1.2
Ni(0. 25 mg) +Cd(0. 25 mg) ‘ 7 1.48 0. 030 2.0
ae— —— Bi 1 2.35 0. 034 1.5
10 4 B HEH (0. 5000 @) +Cu(25 mg) + 3 1,82 0. 032 0. 66
As(25 mg) +Ni(0. 50 mg) 2 7.04 0. 069 0.98
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PRI 0. 500 0 g BRBE A — i BE MO BRHE I WL
iz I S0 05 PR B EAT I S 5 AT 5
R 13,

R 13 MREKKRESRER

Table 13  Analysis results of standard addition recovery test

JLE L/ LR/ AR/ AR/ EER/

LR HMET
% g oS g %

. 9 0.188 940 1000 1990.5 105
Cu 1 1.437 7185 7000 14385.0 103
7 0.004 2 21 20 43.6 113

Fe 8 0.041 205 200 431.3 113
_ 7 0.0051  25.5 20 44.1 93.1
N 8 0.0189  94.5 100 190.5  96.0
. 5 0.016 4 82 100 184.5 103
e 8 0.034 4 172 200 401. 2 115
1 0.417 2085 2000 4091.0 100

As 8 3.72 18 600 20 000 38 152.0 97.6
5 0.791 3955 4000 7806.1 96.2

sb 3 2.25 11250 12 000 23390.8 101
} 6 0. 834 4170 4000 7831.2 915
b 1 2.35 11750 12 000 23 348.9 96.7

M3 13 AT UL AR [ A 91,506 ~ 11504,
FWZIT IR DICSCR B4

3 #Hit

T e S e B X T R B R R VB R L
Bh VRIS ATT S R FH H R A A B IR R R SO
e FE 100 B il BR A 50 I a2 L O ik R BRLL 4 OR o
Bl K % B b [l i 8 BAF . fig A% i i 43 B A
W ELSR VR AT ML bR 53 B 5 R4 ) .
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