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MESBY A HT A PRI

B RKEIg KBEFH
(LHERFREFERE  HR 210018)

B B AEBITEZRECET A AT 18 W4 BREINE ) (GB/T 14352. 18—2010)
WEoE ARl b, S T AL BE PR 45 S K SR B, R R A S B T AR R 3% (ICP-MS) 9 2 849 41 L4 4
A PBRE T . WETLHE A 0. 05~300 pg/g, K RK 0. 005 pg/g. MEBMEERIFRT 8 MLKE
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Determination of Re in Tungsten Ore and Molybdenum Ore by
Inductively Coupled Plasma Mass Spectrometry

LI Ming, CAI Yuman, ZHANG Peixin
(Geological Survey of Jiangsu Province , Nanjing, Jiangsu 210018 , China)

Abstract A method for the determination of Re in tungsten ore and molybdenum ore by digesting with
MgO sintering-extracted by water, and inductively coupled plasma mass spectrometry (ICP-MS) was
established, which for revising the standard GB/T 14352. 18—2010 The method for chemical analysis of
tungsten ore and molybdenum ore. The determination ranges of Re was 0. 05—300 pg/g, the detection
limit was 0.005 pg/g. According to the specifications, eight laboratories participated accuracy tests.
Statistical parameters show that there is a good consistency between the arithmetic average value of and the
standard value. The measurement method has no significant bias on the detection of Re at the definitive
range. The precision of analysis method meets the requirements of the standards for quality management of
geological and mineral laboratory testing.
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BR(Re)ZE—FRENSESHEBITE, i
EHERRL FEAAEAS BHA BEE .S
SR BE T A o SRR R RRE E B T M E AR
B T M RN EHRR
KBRS WA, TR 5 U T & Fh
¥ BB ARG Y, 6B A HT AR
PRyt R RS BA FAEENEXSY ., B
AT, B N AN B0 SR A Bk T A AR
WA, LR TP EAREZ LB EWK
FEL RS B A B AR O B 0k I FH Bk B U S , L A K
HEMESE RS EN S8y A 80 A1
BRI AR AL, 5 & B K AL R A [ PR B2 A B
A, B Ik R KBS E S A B AT
Hh bR o I B R S A TR

ACAEB T H K hrdE GB/T 14352. 18—2010
WHoE TAE I A ICP-MS ¥ 76 R 8 DL K 4 A 3K
R EERR T HA T 45 B A AL BE SR 45K SR B T
Ab BT BT R A R AR L B T ) B AR i Y
e #L T ICP-MS Bl 830 T A Pk
ST, MBI R TR S S RNERE)
(GB/T 6379—2004, LA i1 K “ E 4 BE B K An ™)
BIELR, BT AT IR 2 8 NERENT 5 NARTH
KR A A b ) TR AT o B S
I, 38 X I A T S A5 R A v B R B 5
B AT R G VPG, VR R W R B RN Y
PR B SL R b, B AR H R T BT AR o 5 Y DT T
P B AR 56 7K - 3 BB (0 455 48 30 A Y0 A1 R A B v BR o
B BR B K S BAR MER D DUARIE I 2 07 8 A TR
B 3 1 R e ER

1 SW#ES

1.1 FEE5ITEEH

X Series I %I it JRHR A 5 B F R BT 3E AL (FEBR
CHRBHE A BR A FD L UER I TAESHII T 1,
1.2 FERKF . HERMREBR

BRI T,

EBFK S GB/T 6682 #sE I —%K.

e R LE A AT WA OB & ST A 4
A E KB MY R GBW07238, GBW07239,
GBW07240, GBW07369, GBW07373, GBWO07143
A GBWO07144 HBFFER £,

TS B 2 pg/ L B Li.Co.In U FRuERRR .

#1 ICP-MS LB T1e&
Table 1 Working parameters of the ICP-MS instrument

THESH B H
WR/W 1 200
BHEKWE/(L » min™1) 13.0
HEPKRWE/(L - min~) 0.70
FALARIE J1/kPa 90
W& 5 =X B g
HEE W/ K 50
{5 B B 6] /ms 10
BN REEER 3
o it ] R o B B ]/ 35
WFEh R 5%/ (r » min™1) W 5E 305 WPk 70

WFR B Lp(Rh) =10 pg/L]: MR Ay 78 =
BELIMA

B HERE 2 W W [p (Re) =100. 0 mg/mL]: B
FTHC ) 50 F W B A UE Bk AR VR AE D B o A

B HERE 2 W W (o (Re) = 1. 000 mg/mL]: #
BAFRHL 1. 440 6 g W 2Bk IR 8% (NH, ReO,) , B T 52
i, KSR, A 1000 mL AT, AR
BEZE S,

BRARUEIE MR [ p(Re) = 10. 0 pg/mL ] i kA%
i B VS VR 2R S B, B X TR ) R R (2+98) A Ji

Bl v T A 5V SR FH B R R v 0 s M
25 VW FC ) BT TR, WK 2 B .

R2 REBBRY

Table 2 Calibration solution series /(pg+ L")
JeE STDO STD1 STD2 STD3 STD4 STD5 STD6
Re 0 2 20 50 100 200 300

1.3 HRoE

WRIEEY A T A PSR & R FREL 0. 1~0.5 g
RBHZE 0.000 1 IXFETFOHIA 2.00 g HALEEW
BT, oA, REHE S 1.00 g WAL,
A3 o TR, MR T E 650 C, 7%
90 min, BUHEEHA 30 mL £4A KW #HKRE, T
HL R B P 15 min, RN R H 5, B E R
PR R Y AR v — JF 5 A 100 mL F R, A
diKmREZE, B, BEBERN,
1.4 WE

VAR HE T W5 B i — R 7E ICP-MS kil &,
P o B R SMR SR AR B BRI S

2 #REWe

2.1 RAfEMEE
BRA WA TR AL R Re A1 Re, 3 B4 51 H
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ZEH 5 R A S B AR (ICP-MS) %
B 5 A R A P Bk 31

37. 45670 62. 6% » X PR RIYAAATE R B 5 A
RETH, LRIEA A FAL R BA B2, %
B Re [ R AW EXZ .
2.2 HmET4bE

R R A R AL 2 R IR RR- R MR-
TR U PR 73 ifk LA B B A B S 48 J7 35 LB, A 45 2R
WL 3. ZFEE ST AL BT Ik A RAR G IE A AL
B A B 07 T R A P R B R R BUR SE 2 .

®3 FAESMAZNEER
Table 3 The results of different pretreat methods

RIK 4 PR, WARTZKAEBIA R 90 A8
KR kA, Re B2 0 & & & HBIK, B RE W 2
e 2K
®4 TREHERFAP=EITE
Table 4 Blank test with different MgO

/(pg-g™")
BE S A TR WA R BMBFEMBR S CER
HY A 0. 064 0. 052 0. 060
wByAa 0. 064 0.051 0. 059

2.3 EHHERIERE
AT7HETIA B e KR B R A B R . X
AR ZMFRE BB XA ST TEHLR, 4

/(ng-g™")
EFETR Z5 Re & &
Faf e T (3 ED R 0. 000 18 0. 000 16
=25 (™) S ék 0.000 14 0. 000 18
W CE = i s 0.002 8 0.003 0
VBl (™) S ek 0. 000 06 0. 000 14
2.4 KHR

FeOr B AT I 12 28 1, R B8 I I 45
SR 3 AR 22 THE SR AR, B T s K 5,3
FORBIA 1 BR A 0. 005 pg/g. ki BRI 10 531
0 T B, AR iy £ 0 s R kit T R Y L Ry
0.05~300 pg/g.

RS FHEMEHR

Table 5 Precision of the method(n=12) /(pgeg™)
23 E E B i T Y I 2 o H B
0. 000 598 0.000 763 0.000 241 0.000 497 0.000 525 0.000 398
0. 000 496 0. 000 170 0. 005

0. 000 454 0.000 360 0.000 750 0.000 516 0.000 248 0.000 607

2.5 HEEHE

XHEST A DA A UE AR ) IR B i 7
W HEAT HEHH BE ST, THIE A N AR HEfR 2% RE, 5 (M
R R E AR R A B3 WS- AAT
Yy kE 5 Ak 2 B4 43 #1 ) (DZ/ T 0130. 3—2006, T fif
BRI o HLSE B S VF IR 2240 L, B0 FE SRR 2290
BN, HILE6,

F6 FHEEWE

Table 6 Test results of reference materials

_ WEE/  FrlE/ FERT R 2
R R S RE%
(pgeg™D (ugeg® SVEBR/ %
akdd 0. 361 0. 35 3.09 +10.1
GBW07238
adediidl 0.365 0.354003 4. 20 +10.1
GBWO07369
Brés 10.75  10.940.7 —1.39  +4.64
GBWO07373
akdidl 0.295 0.31£0.04 —4.96 +10. 34
GBWO07143
i 23.88 23.3%+2.0 2. 46 +3.72
GBWO7144
Gl 0.317 0.33%0.12 —4.02  +10.22
GBW (E)070024

2.6 FikmiREY LR
Xt 45 SR B b v TR R R RE e #EAT T 0
A 1] e S5 5 LS TIE HE A BE L AR B R AR O R

ARSI, it R Y, LRERILET. K
7 Al A, AR R ERAE 90 %6 ~107 %, Tl 2 KR
JE P HLE [ R 90 %6 ~110 96 A EESR .

x7T MIREKRERER

Table 7 Recovery of sample addition

B e fH/ R/ 5] i 4/
(ngeg ™) (ngeg™» %

271.7
Gﬁ?ﬂﬁ(:’]E]‘AlS 555.8 300 94. 7
831 600 93.2

298
WA

GBW(E)070024 614 300 105
918 600 103

2.125
*‘iﬁﬂig 1 112.2 120 91. 7
224. 3 240 92. 6

3.784
*fu?;?; ) 78.41 80 93.3
147.6 160 90.0

11.59
*fu?;?; 5 95. 08 80 104
173.6 160 101

29. 69
*iﬁﬂiz A 140.5 120 92. 3
249. 2 240 91.5

2.7 5HEHMMERZLERIL
KHAES G AR EY Bt GBW07369 HIBR4H 4™
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PRUEY) BT GBWO7373 #EAT AL ATAL B 2 Re i 5
HA AT By B At 7 i B TS % 80 i
HEY R GBWO07369 Flek4A B FRvEY i GBWO07373
FEAE I ICP-MS W 7 77 12 , FL AT Ab 38 7 1 A2 o - o
HFREL 2. 00 0 g BESEF 30 mL BB A, 2 g &
RS EHBE —RALEE. BT DY P MK
ETFHEZE 680 CHRME 2 h, LA H), # A 100 mL
PEAR A 50 mL KA 8 Wi i A AL A 7E AR b
N ZE W 5~10 min, LFEH, F¥EF] 150 mL H
b, LK BB AR A E 4K 6 ~8 WK, A 2 mL {H A

B2 (150 g/L), INA—RZE A B2 0. 2 g RADR
WIREE BRG & BIRY 1 h, BUBWEIRER, Ak
e, BT . BT OHEREA 5 mL AR (1 mol/L)H
10 mL (b8, B EES RM BB T, I E
F KB 1 h, ERBUEEE, BB ZE
FRL S, B EBRRA R TR B O E O W
Re BRI 7 vE L8, Sr A 8 R L3R 8. SRR H,
B RE EH¥/NF 5%, BA 7k Z 8 RSD
B/NF 100, B BB 250, U R FIZE 4 R 2
AR,

®8 FEAFZEReMELRILE
Table 8 Results with different method

FRUE(E/ AL E ICP-MS %:3l 52
o RSD/ Y
R (g e WEE/Gz-g D  RE/Y%  WEMl/Gez-g D RE/X /%
%%%ﬁﬁh 0.35+0.03 0. 365 4. 20 0. 340 —7.09 3.6
GBW07369
L 10.94+0.7 10. 77 —1.20 10.52 —2.35 1.2
GBWO07373

2.8 IWEBEXBAFENABESIR

e N 2 ) b M 14 58 R 43 B I 0
KRBT 7T REBEERABAIL 8 KELK
=R R AL 0T 7 L X 2 A A VT AR
YY) A KU A T 3R BR BEAT HEAR B SE 5, o0 5l BEAT
A4 YA I SE R ARG I RN I 5 B AT B AR ik A
LA 73 AT A6 06 L B R (A S A, A R
ENHAT B, BEES 5HE, it A AR vy ik
F% B 52 {1 PR AP B BR DA % O ¥ B D 1 o AR 0
BT A% RE S RYEARFREZHLEN.
WEEENAER RPN EL A EE S SiFEE

B HOAE, PR BE PSS R BN B AR HE 22 Sk 5 AR

_ _ [n(F —D +1
YEME I H A 0 =Sk/S, , A= 1.96 —m

M 9 WG S ERR, WEI7TIE MW A 6 8 AHXT
2 (RE)$7E AR R Z M BN, R I R K45 R
4 SR P S8 5 A M AEL 2 18] A B B — B . K
7R A 95 0 MER I B AF X H] 6 —ASk) .o+
AS 5 0 B, BT X EIEAME 0, ASy Rl &
TR AR I 9520 BAS X E] . BT SR Y I s T ¥k 0
IR K B 5 A B2

x99 ZREFEAEMEST

Table 9 Statistical methods Accuracy between-laboratory

%53 GBW07238 GBW07369 GBW07373 GBW07143 GBW07144
SMERZEH P 8 8 8 8 8
AR AR LR ER () 8 8 8 8 8
BEBEG) /(pg e gD 0. 37 0. 35 10.79 0.27 23. 86
FRUEME () /(pg e g7 (0. 35) 0.35+0.03 10.940. 7 0.31+0. 04 23.3+2
BEEMRAEEG,) /(pgg™D 0. 009 35 0. 010 56 0.168 38 0.010 31 0. 33085
BEWTRRB/ % 2. 906 2. 755 2.578 2. 874 3.182
EREERG)(2.8XS,) /(uge g™ 0. 026 46 0. 029 86 0. 476 24 0.029 15 0. 935 79
ERMIRHELE (SR /(pge gD 0.027 18 0.029 09 0.433 99 0. 029 62 1.052 93
BRAUETRRE/ % 0. 703 0. 704 0.706 0. 703 0. 701
FIHER (R (2. 8XSr) /(ug+g™h 0.076 88 0.082 27 1.227 52 0.083 78 2.978 13
W BT EmA D /(pgs g™ 0. 021 0. 002 —0.111 —0.037 0. 564
8—ASt/(pug g1 0. 002 —0.019 —0. 417 —0. 058 —0.174
8+ASt/(pg - g™ 0. 04 0.022 0.195 —0.016 1. 303
X RE(RE) /% 9. 57 4.36 2.6 —4.77 1. 14
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2.9 HFERBEEZLRE
SLIG 22 N R A o ) 5 R R HDRE A R AT 4 4

R T8N BB A X A E il 22 (RSD), L R
RSD &/NTF 105, 765 BISE N, B3R 10,

F10 ERE=ZARTFESKIT

Table 10 Statistical methods precision within-laboratory

B & WEE/ (pg s g™ W& FIME/ (pg e gD RSD/%  #x¥EfE/(pg+ g™V
B8 GBWO07373 10.67 10.88 10.55 10.91 10. 75 1.6 10.9+0.7
T GBWO07144 23.91 24.01 23.38 24.21 23.88 1.5 23.3%£2.0

Hy A
62.69 62.89 63.18 64.36 63. 28 1.2
HARES 1
WY A
166.3 167.5 164.3 162.8 165. 2 1.3
KAEES 2
WY A
20.71 20.25 20.48 20.52 20. 49 0.61
KABEM 3
Hy A
0.045 0.044 0.046 0.046 0. 045 2.42
AR 4
ByA
0.0083 0.0082 0.0092 0.0085 0.008 6 5. 22
RABER 5
sy
422 422 420 423 422 0.32

RAEE S 6

W B OO G AR R A v 7 ¥ PP AR SC N A R AT
B LA A B FAS AR AR I . 5 AN AKCERE A AR
WG B U AE S 0 B Rl O M L AR B R I

(Grubbs) ] 7248 (Cochron) # B (JL3 11.12), %
AT EE S B .

£ 11 Grubbs RBITELER
Table 11 Results of Grubbs test

MERE RS GBWO07238 GBW07369 GBW07373 GBW07143 GBW07144
Gp: 1.783 1. 302 1.476 1. 306 1. 688
Gl1: 1. 590 1. 324 1. 790 1. 350 1. 877
1% 1 8 2.274 2.274 2.274 2. 274 2.274
5% it S48 2.126 2.126 2.126 2.126 2.126

# 12 Cochron BB itEZE R
Table 12 Results of Cochron test

MERE RS GBWO07238 GBW07369 GBW07373 GBW07143 GBW07144
C 0. 381 0. 336 0. 206 0. 392 0. 232
1% 1 8 0.521 0.521 0.521 0.521 0.521
5% it S48 0. 438 0. 438 0. 438 0. 438 0. 438

HETEAETRERMRARERZRIZ 2
F% 42 S X)) A5 00 S PS4 B AR N i 2% 5 9F 5 AL
HAOH YRR Al A A TR AT AR X e 22 o i R
T, BmEI It REL . r MEE iR L
S, Mk R M H I PEARMERE Sk, X IR2ZE RFR

Ye[Ye = CX (14,37 **—7.659), C—IH 7 Ff
He 5y T B AR G 22 SRR AR B B9 0 A SR
Ak C=0.67]. ZRERHGE 13, ZFILRWE
R Mk PR AR i 22 S8 T R R 20 A O IR
BE Wl AL IR

®13 HEEDEXBRRESR

Table 13 Statistical methods precision between-laboratory

FHfE/ HARE  SWBK  EHGRE
R s, Sk r R ‘ : e
(ug+ gD RVBRYe/Y% B /% HRE /Y%
GBW07238 0. 37 0. 009 35 0. 027 18 0. 026 46 0. 076 88 44. 48 13.59 8.09
GBW07369 0.35 0.010 56 0. 029 09 0. 029 86 0. 082 27 44. 85 14.12 8. 36
GBWO07373 10. 8 0.168 38 0.433 99 0. 476 24 1. 227 52 26. 39 7.49 3.6
GBW07143 0. 28 0.010 31 0. 029 62 0.029 15 0. 083 78 46. 35 20.78 9.58
GBW07144 23.8 0. 330 85 1. 052 93 0.935 79 2.978 13 23.16 8. 63 3.51
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