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T8 4 Bk 3 RIOURARETE RIS , IR 7
TERI R REMERRIIE .

ARSCAE A BT B AL L, 6 A A SR 2
SR AEA, FRETT R AL A T A PR A 17 1%
AIBESE , 57 1 i AR AR, ICP — OES 3&E £
BB EUCE B T T o Tk AR AR
TLAXE S PRI B TN 2 B R AT, it — IR e
SR [) A i T A BB B, BT R T ICP — OES 32
(7] N0 S A i P90 ] A B LA S AR B B VBRAE
P15 FlSEY

1 S5y
11 XS e TR

ICAP 6300 Radial 4 P 5255 B T4 & BHE %
% (3% ThermoFisher /A H]) o (X% TAEZAM N 5T
BRI 1150 W, B B3 (Ar) i fe 1.0 L/min, %1k
#8E770.20 MPa, 82 5 423 50 r/min, 4<% g G
6] 5 s, 40 P BB ) 15 s BUAMIHE] 1 ~20 s, A 3h
. mEhFE .

AR (R EOR T 99.99% ) .

RAINIRR

AL104 BYHL 73 A7 ROF (M Re i) — R 240
AR AF) .
1.2 bifEiai i

&4 %y (Cu,Pb,Zn, WO, Mo,Sn.V, 0, TiO, .
MnO ,CaO ,MgO Fe, 0, \P,0, . Cr, 0, SrO) Fr fEfi# 55
VTR R T e A sl s 2 iR B o L 4% 44 BE 350
1.0000 g/L.

TR AFRE T ARV TR bR v 25 VA TR0 U B i
il s, HoA#, Cu, MnO |, Mo, TiO, , V, Oy, WO, | Zn ,
Ca0 ., MgO ., StO . Fe, O, ¥ & Jy 0. 10,50 100, 200
we/mL, Pb P, O5 . Cr, O, ¥ & 4 0,10,25,50, 100
pe/mL, Sn ¥ A 0.10,50, 100,200,250 peg/mL,
R 10% $hHR IR A FRIE AR — A .

WAR TR : 1 peg/mLEY Eu S8, Ak 5%
IR, MRS IR A AE L A

L - AR (BHi T ,99% ) i A Ab4N Ehig i
EALE bt

K BB TR (B 18 MQ

IREEPEMBCH J7 7 PRI 20 g 1A 2 T 3000
mL FEAR R A 800 mL ¥k ERER , i A 50 mL 354k
Z.(30% H,0,), 7K % 2000 mL,$ii 5],
1.3 985051k

HERRAREX 0. 5000 g # 5 F 30 mL &R,

em)

TIA 2.0 g s Ak, BRI S S FINA 1.0 g
AN R AR R . BT O THEZE 700°C 1Y
gl i BAARL 7 ~ 10 min J5, BOH . R
JEHCASEA 50 mL IR AR AR TEAY 250 mL BEAR itk
ATHEI, 35 im0, R B 0 fe R A 25 8 1K
Ve AR, B R R U S & 100 mL 25 R
o YRR R FILRA , FER S 2R B e E A E 2
FE L FR5) o BRI 5. 00 mL T 25 mL L4
Hr &M 5. 00 mL 50% ()RR , #557 , FR A A 1.
JCE VW RV T S 1 ICP - OES Il .

2 FRHHR

2.1 HILHE il et e X
HTFZERIFRE S, Wor 0%, fEIEFAS 0

R IIHTIEL IS i R 5 2% PO LA+

P OERFH) T TR ) 7 A R R

Vi A EAEVE R, AR D7 vk R %) P e T A

IR R T RITE LA A Mk, W3k 1

1 HouHE T AT S

Table 1 Analytical spectral line and background deduction
model for each element
. Iy HTiG (IS . BT i
I3 . JLH e
(nm) [55 (nm) (5N
Eu 381.967 A Pb 220.353 A
Ca 422.673 - Zn 213.856 iy a1
Mg 279.553 - W 239.709 =
Fe 259.940 - Mo 202.030 A
Mn 257.610 A Sn 189.989 A
Ti 336.121 A v 310.231 A
P 178.284 V) Cr 267.716 A
Cu 324.754 el Sr 407.771 A

2.2 Uikt

H T ZEmaREah P T S A U IR
RS , DRLIHOOF By T e 2t 1 e Ry 23R 51
LN ORI PR R AR S R AN SR RN /S NG i
By BEHEH R R AR IR BE b, A SRR A
Bl , B HERAS B 51 BORE b s B S RELT E
efr SRR (AAESE PR TARE A, 1 S A 5 R AR IR
T RS , 3 BT S 45 IR FIRE 0 G o R HE I T
I O T R T R ) e A AR, S TR R AN i
LTI TT 1 5 X T ERHEA MBI, AR PIE 2%
FTF A i | (HRAS Bl T8 T R AR I G A
AR PRI B, TR S0 mL RS R IR
I, 135 4R 9 ER IR R R K B 40% , R AR H R
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PRI MBI I 2 2 5 R & A A SO, % I 3 i
PR R R, NI ANE T A D7 v S st
P00 23 0 A1 R il SR, 256 e IR FH 5 3140
JEFEI , NARIT R 5550 2 T BRI &, 1 ELAK B it
IS AR A ZE , DR A T B AN 5 R T AR TR Y
PR TT o BB R BRI TE R iR T S Rl SR
VR R IR FUR ARSI IO, T T 2 & TR A R
i BRI o Jo St aiE b, 8 T e SR I A, AT
LUl R Z &m0 b 15 A U0 s i 2K
2.3 KAl

I3 R AN RS + o A R R
B+ GHIRBE IR + B IR A DU AR AR S H
AibR HE W) B GBWOT7281 F1 4% 4 A1 5 #E ¥ it
GBWO7284 AT #E 15, I Hr 45 R L3R 2, 45
HFE, %F Cu ,MnO Mo Pb TiO, . V,05.Zn Ca0
MgO Fe, 05 ,P,0, ,Cr,0, ,SrO, 34 Pl 45 S A0
ZEAKG AT Sn Fl WO, JEHE Sn, DU A 105
XPARG o B 0 E 5 R T 8 28 S X T Sn= 1% & i
AORE AR, SR T SRR AN + 2 A Bl BRIR B + A TR
POINED + BRERENIAFE , 245 R W AW, R 2o A
PARERE I S5 R AR EE M) & 80, FEEH N A
IR TR 7 — MR A SR R 3 A B
FITRAMESE AT IT H N ERLE 4, Sn A1 WO, A E5E 2k
JECH R B AT 4 R AT . PRIt , AR S e 20 i
i AN R B PRI RN o 55 AR R B L A

22 JRFRE A AR

Table 2 Effect of the flux on the determination of elements

DRAEPEIE ) 22— , AL b T 00 00 192 0 o e s ol A
i T SR A M e, T LR EE S AE 1000°C D |,
F BN 2T A PR IR BN ER A A e R, AR T
JoRE il AL 2 o
2.4 EidthEICEN T

HT i A 2 5 A SR P o S A b i R i e A
ai, S B BHRAEI R BERE i — R AR BOR , %)
TR TR AR AT T iK%, 1k
BEPREY) i GBWO07281 F11 GBW07284 3k 47 i /% Bk
AR FRAE AT =025 1, 25 R A AL B R B A
i EAT , EHLIN KRR ) 5 25 20 0 1 B A A TR TR
HER I B R, =0 A BRI E fE 4 B S 388
pg/mL 384 we/mLA1 390 weg/mL, 5 W) i 4% 21
OIRYEE SR EMESEA W) & o I E S5 1R, MR
TSRV AR T R A BR X R I 26 43 TC B Sk 72
2.5 WhsCERERE

MR IR G R A e B R o ) e A
B Pk RAFNERE A N AR OT R EAT IS0, INAR T TR Y
WS 39109 10,20 .20 .10 F1 1 pg/mL, NARITER Bl |
B Bk L N D B A e L 43 ) S 7770
2846 1791 2653 1 9681 Cts/S, LI zE W FH 45
YERAIE Iy N bR R BA =AM —2t
TP T S M2 me h iy BRI, &
o3 ARG T s =R AR T O AR, AU
g/, BTN IR

GBW07281 GBW07284
W (% ) W51 (% )
L% ” ~ N e - ) :
’f/ﬁffﬁ e ARIH ’f/ﬁfﬂfﬁ e ARME W
(%) (g PEAMH e g | (%) gy PATRILH RERE mmA
(3g+lg) (5g+2g) (2g+5¢g) ° (3g+lg) (5g+2g) (2g+5g)
Cu 0.26 0.26 0.26 0.27 0.26 0.13 0.13 0.13 0.13 0.12
MnO 1.17 1.16 1.18 1.20 1.22 - 0.61 0.63 0.62 0.62
Mo 0.027 0.029 0.030 0.029 0.034 0.0085 0.0086 0.0081 0.0079 0.0082
Ph 2.72 2.72 2.74 2.74 2.96 0.081 0.083 0.087 0.083 0.078
Sn 4.47 4.49 1.76 1.81 0.18 0.017 0.019 0.020 0.019 0.020
TiO, 0.85 0.83 0.82 0.75 0.69 - 0.84 0.85 0.85 0.83
V, 05 - 0.088 0.091 0.095 0.10 - 0.034 0.036 0.035 0.034
WO, 0.086 0.089 0.087 0.087 0.096 4.62 4.58 4.16 3.51 3.39
7n 0.74 0.73 0.73 0.74 0.80 0.032 0.032 0.034 0.035 0.034
Ca0O 7.73 7.75 7.74 7.75 7.74 - 1.77 1.75 1.72 1.74
MgO 0.99 1.00 0.98 1.01 1.01 - 1.75 1.76 1.69 1.69
Fe, 05 36.19 34.15 32.32 31.68 25.26 - 8.44 8.47 8.39 8.32
P, 05 0.25 0.24 0.24 0.26 0.24 - 0.52 0.51 0.51 0.49
Cr, 0,4 - 0.016 0.016 0.015 0.016 - 0.015 0.015 0.014 0.014
SrO - 9.65 9.59 9.61 9.61 - 4.08 4.09 4.05 4.04

— 54
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2.6 JiikBiRiEks
2.6.1 £ BR AN Vi

FUEAR S Ty 1 A T AR AR ST, 0 12 4
FE S AT , DA E (B R 3 A5 o O 22 45
B, ) B 25 R R 0 BR RE R SR R A AL
(0.5000 g # i & 25T 100 mL 2K H, B H S mL
SR ERT 25 mL @S F) BT R
1000, 75 25 7% A6t IR, LA 1 BR A 5 54 A vk
AR 5 T B 5 2RSS A9 B A A 25 0 D7 o
RS, TELE 8 Y TR W BEYE L AR 26 2
SRR FHSE B R 0.9995 L, B LA E Y eI
W BB, Jrik i b Bl 7 ~ 995 pg/g, AT
IR 40 we/g ~25% . 0 DL [ B 8 9 250
SCHERL 14,17 JWFFE 45 3
2.6.2 EWEMKEE

Shy 56 UE 7 Y A R RN %5 1, o P I A o
YJF GBWO07240 Fll GBWOT7281 #4275 1 43 #7 4 1%
WS AR PRI AE 12 Y, THER AR XS 15 22 FIAH X Bk o
T2 Z5 R W3 3, SCIRZs R W, vEfh B RO 25 i
W H BT Al bR DZ/T 0130—2006 H X%t 45,
SRR

3 e RRT AL

Table 3 Accuracy and precision tests of the method

GBW07240 GBW07281

TR | R WATHE ARHEE RSD | GREE WETHE L RSD
(%) (%) (%) (%) | (%) (%) (%) (%)

Cu | 0.079 0.084 6.33 2.9 0.26 0.26 0.00 0.8
MnO | 0.97 1.01 412 30| L.17 1.19 L7108
Mo | 0.0004  0.0006 - 2.6 (0.027  0.028 3270 5.7
Ph 0.26 0.27 3.85 3.0 272 2.73 0.37 1.0
Sn 0.14 0.14 0.00 3.1 447 4.47 0.00 1.2
Ti0, | 0.079 0.080 .27 5.1 0.8 0.83 -2.35 2.6

V,05 - 0. 006 - 4.9 - 0.088 - 3.6
W03 | 0.019 0.020 5.26 2.4 ]0.08  0.088 233 4.0
In 0.29 0.30 3.45 331 0.74 0.73 -1.35 0.8
Ca0 | 37.30 37.41 0.29 36|17 1.75 0.26 3.1
MgO | 1.45 1.43 -1.38 5.0 0.9 1.00 L.or 23
Fe,03 | 7.79 7.82 0.39 473619 3415 - 6.6
P,05 - 0.034 - 2.6 | 0.25 0.24 -4.00 1.2
Cry05 1 0.00095 - - - - 0.016 - 1.4
S0 - 16.50 N 3.7 N 9.65 - 1.8

2.6.3  JmpsEMCAL

it — 2 B UE Tk AR, 1 P A AR ME( 5
DR E R AR UEY) i GBW07225 1 GBW07282 47
R IR, 70 I AA R R 15 FROT R bRk
W ALATREIAT AR [ g6, 4528 W2 4 (&

JEUUE B AR R I OR R S A5, 1 mL RBP4 4 23
B AR A 1 mL (R B A I ACTE I 2 50 19
), A ITR A AR R 90.3% ~105.0% .

4 bzl
Table 4 Recovery tests of the method

GBW07225
TE el MAR WEE Rk | ERE WA WEE Rk
(u/ml) (u/ml) (u/ml) (%) |(pg/nl) (ug/nl) (ug/ml) (%)
Cu 0.16 0.15 0.307 98.0 3.22 3.00 6.19 99.0
MnO | 2.62 3.00 5.64 100.7 4.71 5.00 9.50 95.8
Mo 0.00 0.10 0.097 97.0 0.33 0.20 0.527 98.5
Ph 0.00 0.10 0.099  99.0 | 28.31 20.00  47.50  96.0
Sn 0.01 0.01 0.020 100.0 | 12.72 10. 00 22.62 99.0
Ti0, | 97.5 100 197 99.5 3.76 3.00 6.78 100.7
V,05| 2.63 3.00 5.65 100.7 0.55 0.50 1.04 98.0
W05 | 0.02 0.02 0.041  105.0 | 0.18 0.20 0.383  101.5
7n 0.03 0.04 0.069 97.5 9.07 10.00 18.87 98.0
Ca0 | 74.8 75 152 102.9 182 180 360 9.9
MgO | 61.8 65 126 98.8 16.09 15.00  31.80  104.7
Fe,05| 365 300 636 90.3 342 300 615 91.0
P,05| 1.21 1.00 2.22 101.0 1.56 1.50 3.10 102.7
Cr,05] 0.15 0.15 0.30 100.0 0.10 0.10 0.20 100.0
S10 286 250 513 90.8 89.3 100 182 92.7

GBW07282

3 SEBsrEE T

e A M DB 2 4/ (L -31 AL -40) |
RIS THPEZ 42 EY (N -01 FIN-02) HNHEE
B Z By (M -10 F1 M - 12) 055w B4
Za @ (A -10 F1 A - 16) AW PN 2 &80
(X -03 F1 X -08) A ARMEFES S 2 4, RAAT
BRI (RO S 7 OB
ik EE L) sl E . o Cu Pb . Zn CaO,
MgO MnO  Cr, O, % 5 /N T 5% & F J5 RO 3%
L mAT 5% R &mIE; WO, Mo /N T
5% KA, S KT 5% RAHEEL;Sn .,
V,05 P00, & it/NT 1% RS EEE, SRR T
1% R 25 215 Fe, Oy & /N T 5% 2k H1 410661
B B RTF 5% R A & Tio, 2Rk F 4y 66
255500 R R FWOG IS, g5 R W35, 5di %k
B 5 (B 5 A2 e Al o ik i 45 R W) B 354 o

4 4k

ABIEFE R 2o A A B | TR 5 TR 4R I Ak
Fedh, 15 1CP - OES {{& AR & i 2w i, ] —
UCPETRIRNAE 15 Fb £ 0CR Y, A R F R R 2
T TR, 5 RZEWFTEAR B, A Rt vE 1T 2
& BT AL B TR FL AR 3 T AR Y
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Table 5 Comparison of the analytical results with different methods
FEdh " HH(%)
ETRe o Cu  MnO Mo Pb Sn TiO, V,05 WO; Zn  Ca0 MgO Fe,05 P05 Cr,0; S0
A—10 k24 0.005 0.19 0.038 0.076 0.012 0.54 0.032 0.015 0.029 6.32 1.8 5.81 0.18 0.025 1.49
ARy 0.005 0.18 0.039 0.075 0.010 0.54 0.033 0.018 0.028 6.35 1.87 5.79 0.17 0.026 1.47
A—16 k24 0.005 0.21  0.11  0.38 0.008 0.38 0.048 0.011 0.055 7.93 2.38 6.31 0.11 0.063 1.23
A% 0.006 0.22  0.10 0.38 0.005 0.37 0.049 0.014 0.056 7.95 2.41 6.33 0.10 0.064 1.22
L_31 b4 0.052 0.98 0.003 0.022 0.31 0.78 0.12 0.023 0.31 9.64 1.01 11.73 0.28 0.075 0.037
A% 0.052 0.98 0.001 0.023 0.30 0.77 0.12 0.023 0.32 9.60 1.02 11.69 0.28 0.074 0.033
L —40 b2 0.060 0.54  0.006 0.008 0.12 0.66 0.067 0.17 0.069 7.72 3.63 13.87 0.26 0.096 0.005
ARy 0.059 0.54 0.007 0.010 0.12 0.65 0.068 0.16 0.068 7.77 3.59 13.99 0.25 0.094 0.007
M —10 fb2#4: 0.016 0.081 0.045 0.003 0.050 0.53 0.019 0.011 0.061 1.28 1.74 6.21 0.11 0.13 0.005
Ay 0.016 0.080 0.044 0.002 0.051 0.55 0.020 0.013 0.061 1.30 1.77 6.18 0.10 0.12 0.006
M-12 ke 0.013  0.069 0.061 0.003 0.046 0.59 0.022 0.012 0.063 1.76 2.05 5.75 0.10 0.037 0.007
Ay 0.014 0.070 0.059 0.002 0.046 0.58 0.023 0.015 0.060 1.74 2.08 5.72 0.10 0.036 0.005
N -0l fb2#4 0.055 1.13  0.003 0.79 0.010 0.20 0.018 0.001 0.39 3.97 2.39 8.67 0.059 0.081 0.015
A% 0.054 1.10 0.001 0.81 0.008 0.19 0.015 0.005 0.38 4.01 2.41 8.72 0.060 0.078 0.012
N_02 b 0.32 0.81 0.003 8.47 0.008 0.14 0.015 0.015 1.44 1.41 1.34  6.51 0.025 0.12 0.003
Ay 0.32 0.91 0.001 8.50 0.010 0.13 0.011 0.013 1.42 1.39 1.36 6.48 0.020 0.12 0.006
X —03 1243 0.007 0.019 0.001 0.003 0.008 0.57 0.11 0.004 0.024 3.01 1.64 4.82 0.25 0.53 0.021
A% 0.006 0.020 0.002 0.006 0.005 0.58 0.12 0.006 0.025 2.97 1.67 4.8 0.24 0.55 0.028
X —0 b2 0.025 0.021 0.004 0.003 0.003 0.29 1.03 0.009 0.043 0.8 0.36 5.52 0.39 1.02 0.082
AP 0.026 0.020 0.004 0.002 0.007 0.30 1.01 0.006 0.042 0.8 0.37 5.56 0.40 0.99 0.080

SRR AR MATE L 40 pe/g ~25% o

27 TR S BRI AR TSR TR MERA
ME Z 4 @A R S 20 2040, A 3w i &5 1
Wt B RIS AR B LA AT, b A & 1t 28 43
ERZER K . T —2, PSR T 0 1 e 5
5, 4545 1CP = MS J3 A BOR Y K7 i I 3
#EA7 LA ICP — OES 3¢ £ 4 J& 7 v 32 it Ji 43 F
ICP — MS U7 R A IR AR A &

5 ZE
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Determination of Sn, W, Ti and Other Elements in Polymetallic Ore by
Inductively Coupled Plasma-Optical Emission Spectrometry with Sodium
Peroxide Fusion

WANG Xiao-giang'* , XIA Hui'*, QIN Jiu-hong'*, WANG Shu-qin'*, YANG Hui-ling'*
SONG Zhi-min'*, DU Tian-jun'*
(1. General Institute for Nonferrous Metals and Geological Exploration of Henan Province, Zhengzhou 450052,
China;
2. Key Laboratory of Deep Ore-prospecting Technology Research for Non-ferrous Metals of Henan Province,
Zhengzhou 450052, China)

Abstract; For tin, tungsten, titanium and other elements not easily digested by acid, a suitable sample preparation
method combined with Inductively Coupled Plasma-Optical Emission Spectrometry (ICP-OES) can help to improve
the accuracy and efficiency. Polymetallic ore samples were melted with Na, O, and then extracted by mixed leaching
solution (hydrochloric acid-tartaric acid-hydrogen peroxide). 15 major and minor elements including Cu, Pb, Zn,
Sn, W and Ti were determined by ICP-OES using an internal standard method. The analytical lines of analyzed
elements and the correction mode of the background were optimized. The effect of crucible contamination, solvent,
Al and internal standard element on the results were systematically studied. The method has detection limits of
7 —995 ng/g, recoveries of 90.3% —105.0% (in Table 4), and relative standard deviations (RSD, n =12) of
0.8% —6.6% (in Table 3) by the standard addition method. For five different types of polymetallic ores, the
method has a wide test range (40 pg/g to 25% ).

Key words: polymetallic ore; Sn-W-Ti; sodium peroxide fusion; Inductively Coupled Plasma-Optical Emission

Spectrometry ; internal method





