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Abstract; We present a simplified acid leaching method for lead isotope analysis of geological samples using multiple-collector
inductively-coupled-plasma mass-spectrometry (MC-ICP-MS), to remove any contamination during sample preparation. The
method is featured with higher throughput, and lower lead background using one step of weak hydrochloric acid leaching.
Lead isotopic compositions of five United States Geological Survey (USGS) reference materials (AGV-1, AGV-2, BHVO-2,
BCR-2, and G-2) were measured. The results show that both generations of USGS standards were contaminated during
sample preparation. The grinding procedure and crushing environment were the dominating sources of contamination for the
first and the second generations, respectively. The homogeneous lead isotopic compositions of these standards demonstrate
that the one-step weak acid leaching is efficient and necessary for obtaining reliable lead isotope compositions in geological
samples.
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1987; #k # M, 1995; Ling et al., 1997; Wu and
Boyle,1997;Zhang et al. , 1997; MF IR, 1998; 2=
BB, 2001 5 5K 2 K4, 20015 5k A 45, 2002 Li
and Yang, 2003 ¥ ] FH45, 2004 ; RIT 0645, 2004 ;
Gagnevin et al. , 2005;Romer and Xiao,2005 ;24>
4520065 Bolhar et al. , 2007 ; 44K 5%, 2007). 4R
1M Pb [R5 28 % B 52 3075 G, 38 % AL 45 P> J7 T
() J 303 A R 47 35 A i 3K b bl i v 32 30 il
AERAF A OV YR AZAEE Ph AU B2 s gh
JLE . HA E IR/ A B #& %X (Rudnick and Gao,
2003) , FEphAZ 1 A b Pb [l 28 o v] i & AR i 5
(O FE AR Bt W RESF R T v A SR B X 4
A TS G, AN IR BRI B A RE S P[RR
14 7 % B TR B LI A5 380 ) B () 467 28 45 SR — i e
PE#E 2 (Nobre ez al. , 2005). X Ph [R5 Z4f
A A IR LA S Rl Rk, — B2 ML BT RE & Pb [A]
BLER I3 M b A NG 1 — > E 2 )

[ AT HUSRE S Pb RS 2R 20 B AR
HITALER T L F2AT 2 Bl —Fh 7 5 R FE VA RE T
(leaching) it LA BRIETERY 15 Y FEEALHE 3 Fhibk
Yo% (1 6 mol/L HCl i ¥k (Rudnick and Gol-
dstein, 1990; Kersting and Arculus, 1995; Hem-
ming et al., 1996; Abouchami et al., 2000;
Holm, 2002; Bakera er al. , 2004; Doucet et al.
2004; Weis et al. , 2005, 2006; Debaille et al. ,
2006; Gurenko et 2006 ); (2) F #
6 mol/L. HCIHI HF # ¥k (McDonough and Chau-
vel, 1991; Hemming et al., 1996); (3)
1 mol/L HClzg 6 mol/L HCL FIAKAK K bk Be 40 K A
PAR ¥ (Zhang et al. , 1997; Bolhar et al. , 2007).
Hrr FH#% 6 mol/L HCI ik 3k 9 R 22 505 3 ek M
(Weis and Frey, 1996; White et al. , 2000; Bli-
chert-Toft et al. , 2003). J5—Fh 5 L RIEEFERIA
REAE i T e T i A 20 08 i 2 1 i 0 5
MR, KR E” s it Ph R &R H (k474 IR
7~ BEE (Pedersen and Furnes, 2001; Liu et al. .
2004 5 7% 18 e 55, 20055 4 HE 25 55, 20055 5K ) 5%,
2005a.2005b; #K7 K&, 2006) » 1X Fl 77 vk [ N 24
(L E

BEA LU £ AR B L2 e JE MC-ICP-MS 1
FRVBRL L T A VR ARG B RS B B R R ER R L Pb ALK
N A B2 AH LU A% 498 1 R L 2 3 (TIMS) A AR K
2 5 (Rehkamper and Halliday, 1998; White ez

al. .

al., 2000; Agranier et al., 2005; Weis et al. ,
2006) , A2 1l R 20 3R A B A 0 A Ui PP B AN Y
— 2 R AT R At i A L R AT RGO T
DI R Pe AA R Hi b BT k.

ASCHETT AR i SE A L, 38 3 %5 USGS [H b
PESE Y BT RGN IR DE TS, SR T — b
AIA)3E A b STRE i P [R 22 E R 43 BT 1) 187 AL 7k
VETT .

1 S5

1.1 MR

BT I 6 52 56 07 i 80 15 22 TAF (McDon-
ough and Chauvel, 1991; Kersting and Arculus,
1995; Holm, 2002; Weis et al. , 2005a, 2006b).
AR 2 A PR R R B A R
AR IR UE TR A S AN BIE T 4R H 1) TR AR T SR AT X HE
(F D.

3 Fh 7 B B9 AN R 2 4k 7 F McDonough and
Chauvel (1991) (fif & MC %) 89 77 2% H #
6 mol/L. HCI A #4 6 mol/L. HCl1+ ¥k HF #ikAa A
FARRE 4 1 K ; Weis and Frey(1991, 1996) (fajFi
WEF ) 1771 FH#4 6 mol/L HCL BE#E 6~7 ;1M
AWFFERI AL 6 mol/L HCL #1 Milli-Q 7k 4%
VERE 1 K72 3 Fhor ik b IR &k fie /b« fie 5 S BLIR).
1.2 SthAE

ARWE5E 53 i) USGS brifESH Y it il AGV-
1,AGV-2,BHVO-2,BCR-2 f1 G-2. BCR-1,BHVO-
18 5] 3 Weis et al. (2005) fil Weis et al.
(2006).

FE i A B BT A A2 i AR R PG I R 2 Kt 3
J125 E o R L % A Ph A2 A ik &
(10 980 58 . k27 J7 2 2R FH e T v e V5 A sE A A
. FRELUSGS FrifEtfe i 29 0. 3~0. 4 g, 3% Lk 3 Fp
Tr 0 BIHEA TR DE » SR 5 FE A4 i 2 v T e TR T AR
s, i A 1.5 mL HNO, + 1. 5 mL HF +
0. 03 mL HCIO, , JIi#A & 190 CH-AAFF 48 h, LIFe 4y
WA WO E TR B R
1. 0 mol/L HBr, #] F§ & 0. 1 mL BioRad AG1-X8
(200~400 mesh) B g i 5 AL BEAT Ph #9738 (7
BRI 2). $2 465 19 Pb [ 67 R 78 T
1624 0. 2 mol/L (% HNO; #J5t . -8 EALI.

Pba] {37 28 Ml 76 75 36 K 2 K i 3 ) 2 [E K
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Table 1 Comparison of three stepwise leaching schemes for lead separation
fRF MWD TR AR TSR 0 AR T 48
(LAF fiii g MC %) (LLFfRFR WE 5 (LAF fRi R iR k120
1. # 2y 0. 3~0. 4 g #F 15 mL Savillex 1. B2y 0. 3~0. 4 g F£TF 15 mL Savillex 1. FR25 0. 3~0. 4 g F£TF 15 mL Savillex
Beaker H1; beaker H1; beaker H1;

2. 7m 10 mL 6 mol/L &4l HCl;

3.3 T 130 CrRLBR L, 7l B AR AR
¥ 2 h;

4. 573K LW

5. 2 mL 6 mol/LL HCI4-2 mlL HF &
ik 2~4 5 R,
7 BIVES $AR (29 30 min) 5

6. Pt IS A 10 mL Milli-
Q 7K, 1 BEFR S (residues) =4 ¥ ;

TOHEREBRET 120 CHET

8. R HIFRE.

3. M7 20 min;

4. 3% BTG

QREETLE)

8. W HIFRE.

2.1 10 mL 6 mol/L &4l HCl;

5. HE 2~4 5 5~6 . HE LIFHES

6. 1 10 mL Milli-Q /K& & 2~4 & 2 Ik,
DIk 28R 88 HCL
7OHEREEET 120 C2ET5

2.7 5 mL 6 mol/L & 4fi HCl;

3. A 30 min(<<40 C) L Bty 10 min; 3¢
EAREN T

4.9 5 mL ZE kR A9 Milli-Q 7K 5

5. #8745 10 min, B0 10 min, F2 FIHR;

6. JIRFPET 120 CHT

7. RHFRE.

(MMcDonough and Chauvel(1991) ; @Weis and Frey(1991, 1996).

*2 HRERT P HBELERE
Table 2 Chemical procedure for lead separation of geolog-

ical samples

BEE EsaR fEH
1 Jin 2 mL 6. 0 mol/L. HCI HE
2 i 2 mL Milli-Q H,O THE
3 fil 2 mL 6. 0 mol/L. HCI EE
4 i 2 mL Milli-Q HyO Tk
5 i 1 mL 1 mol/L HBr VIR S
6 JEES (A JFi1 mol/L HBr) plligzs
7 Jin 1 mL mol/L HBr 5 ¥ IrEERITR
8 i 1. 5 mL 6 mol/L HCI % Pb
9 TV NG Ak

AarE z= A Nu Plasma HR MC-ICP-MS (Nu In-
struments Ltd. , UK) 58 . Z U B A 12 4~k
LSRN 3 4> FTP B 71t #ds . IR LA Big-80 Al
B DA i RAUEE . ASBIF 9 09 43 B 3o B R FH A0
I (static mode). AR HEFE R Gl PFA Tl J5 1tk
M Z 4 #s (Microflow Nebulizer) A & 27 (DSN
100, Nu instruments) 2 . ¥ & & - &= 4
0. 1 mL/min. Pb [F{2 2 704842 1ER A NBS 997 T1
PRUE R LA B0 W 47 (7 Ti/* Ti= 2. 387 5)
( Rehkémper et al., 2002; Kamenov et al.,
2004). ZEFE S IIYIR]  NBS9S1 (19°F- A (n=19)
SHPPb/* Pb=16. 938 5444 (2SD) ;*" Pb/*' Pb=
15. 495 54236 (2SD) ;2 Pb/*" Pb=36. 718 2492
(2SD).

WF5E BT I K 28 Milli-Q Element #fifk (18. 2
M) JG 1 22 R A S 40, Fir A (1R Y 2 e 9l

W & ai ik 2 ), Pb Ay 4 R AR
<100 pg.
2 #R5ihe
2.1 kst Pb AL EM R AN
X —1% USGS #ri#fE S % ) i (AGV-1,BCR-
1.BHVO-D) FI%5 — At USGS br#fi %9 i (AGV-
2.BCR-2,BHVO-2) 43 Jl # 47 bk 8 AR R BE Y Pb
[ 2L DL 1. f L 1 AT 0L 5 — AR e —ACkR
HES W) B[R] o7 28 20 B 22 S 9K, Rl ] — 1]
—HEFRUES % Y i P [R5 28 20 At A 40 22 00 5
KMRVESFAET 58— AR L 58 — AR & U Phs
B —AChRES 2 W) T IR R MR (leachate) HL 2R — AR
(IR B S PR Ph, (B VR 5 105 E 2 2% W)
(residue) B Pb [R] 37 28 43 A &5 SR 7E 12 2275 Fl N —
HIFSHE ARG /W) & (Weis et al. , 2005,
2006). DA 25 R — . R USGS #rifi =%
Yy AE AR b R v 2 32 2 T O P s gy, HA
—R I Z W75 4 A ™ #E (Woodhead and
Hergt, 2000; Weis et al. , 2005).

WSS 2 — A ES Y B A A i H 3 —
() Pb [RI7 2 ARG (B 1. 2 Bk X 2R AR 5 v o
Wiy Pb [R5 R AL AR 153 /. FET 5T Y 3 Fh
FrifERedi b, BCR-1/2 7EWGE S5 - Pb R R 4 iy —
PO F AGV-1/2 #1 BHVO-1/2. BHVO-1/2 7E ik ik
J&i 2 Pb/* Pb FAHAE 18. 615 0~18. 661 1 JL N 48
b RBFIZAE 2 B 015 Y i R ™ 3R] e S b
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5 Ap 5 &
£15.62F & & 15621
15.60 F (a) 15.61F
Comm. Comm. ()
m ‘—_m
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WX S
R P
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e 5
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AL
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D © el (@)
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15.72 —
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15.66 USGS-14
USGS-2
£ 1560} A A © =
B 1554l K51 A
& Weis et al.(2005,2006)
1548 o0 © SOAAN  ACHH
Comli
Tead
38.57 s
38.48} e}
= 38.39F
3
£38.301
A A
3821 o 5 5%
o 0)
D
38.12 /ml 1 1 1
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ZOGPb/ZMPb
Bl 1 #RBESEEen 5 — (AGV-1.BCR-1,.BHVO-DFI%E L (AGV-2,.BCR-2,BHVO-2) USGS ¥rfiZ: 2 Wy Fi b Pb [FIA K4,
B 5 MR

Fig. 1 Effect of the leaching experiments on lead isotopic compositions of two generations of USGS reference materials
SOARC R RARESF YR, 25 ObRic R AR MES Y IR, BB 26 R = A8 53 5 37 ARG RE i e (0 33 0 R i I R I 1
WU, A TN A SCEE s K s B8 5] A Wes et al. (2005, 2006). FIHIRZEN 20, AFRIRZE 1) /3 M1 5 4 B SCBRIR 22/ INFAH R Y 4047 5

HEREAL T Pb & R BK(BHVO-2 & 80N 1. 6 pg/g B FIAFBE (WFAF2° Pb/* Pb = 18. 141 0 4= 31
(Jochum, 2007)) . [Hfii 5 52 AN A K. (2SD) , %" Ph /* Pb=15.5871+28(2SD),

PR USGS 24 U ] — b 5 R 5 Rl 2 “*Pb/* Pb=38. 669 2+95(2SD) ; BF4k™° Pb/** Pb
IFE T2 —AC USGS 2 W el i T =19.1954+16(2SD) ,*" Ph/*'Pb=15. 693 7+ 15
4 A% LT {1 45 AE 5 % 295 ¢ (Flanagan, 1967;  (2SD),**Pb/*' Ph=138. 868 7+ 31(2SD)) & & iy
Woodhead and Hergt, 2000). Weis ez al. (2005)48 Pbla] {37 2 4 1% kb LA b 3 Fh USGSHr #E = % ¥ i
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Table 3 Pb isotopic compositions of seven USGS reference materials using different leaching methods

B 206 Ph/201Ph 20 207Ph/201Pb 20 208Pb/201Ph 20 VG S NV R
AGV-1

ZWR(1) 18.8997 0. 0007 15. 6129 0. 0006 38.570 3 0.0018 A WF
ZMR(1) 18.916 3 0. 006 2 15. 626 4 0.0053 38.677 2 0.0138 N MC
ZZR(1) 18.905 1 0. 0006 15.616 3 0.0005 38.574 5 0.001 4 A frifkik
Z7ZR(2) 18. 8967 0.0029 15.614 2 0.0025 38. 563 4 0. 0065 A3 ik
Z7ZR(3) 18.899 5 0.0018 15.6133 0.0018 38.5637 0.0045 FiNy'g [ERIAZS
WWR(1) 18. 906 0 0. 0006 15. 616 4 0.0005 38.598 5 0.0015 W2006 WF
WWR(2) 18.904 7 0. 0007 15. 616 5 0. 0006 38.576 5 0.0015 W2006 WE
WWR(3) 18. 8894 0.0010 15. 598 4 0.0011 38.5181 0.0037 W2006 WF
ZWL(1) 18.9537 0. 0008 15. 669 8 0. 0007 38.5616 0.0019 A WF
Z71.(1) 18.9525 0. 0006 15. 6700 0.0005 38.553 8 0.001 4 b TRtk
271.(2) 18.953 4 0.001 2 15. 6717 0.0010 38. 560 4 0.002 6 A TRt
WWL(3) 18.9630 0. 0009 15. 6825 0. 0008 38.5830 0.0020 e TRtk
WWL(3) 18.9525 0.0005 15. 6670 0. 000 4 38.558 7 0.0011 W2006 WF
WWL(1) 18.944 3 0. 0006 15. 658 4 0.0005 38.548 0 0.0015 W2006 WE
Z7ZLR(1) 18.954 6 0.0014 15.6710 0.0013 38.559 7 0.0030 A3 fRif it
ZWLR(1) 18.914 2 0. 0007 15. 628 4 0. 0006 38.5670 0.0016 A WF
Mean(n="5) 18.9399 0. 006 3 15.653 1 0.0038 38.5599 0.009 6 W2006 YNi37
AGV-2

ZWR(1) 18.9020 0. 0008 15.6123 0. 0007 38.5620 0. 0022 A WE
ZMR(1) 18.9225 0.009 3 15.5827 0.007 4 38.510 4 0.018 1 N MC
ZZR(1) 18.908 5 0. 0006 15.614 1 0.0005 38.570 6 0.0014 A [kiA7S
ZZR(2) 18.907 2 0. 000 6 15.613 1 0.0005 38.568 6 0.0013 A3 TRt
WWR(1) 18.906 7 0.0005 15.6137 0.0005 38. 569 2 0.0014 W2006 WF
WWR(2) 18.907 8 0.0005 15.6157 0. 000 4 38.576 4 0.0013 W2006 WF
Z71.(1) 18. 788 6 0.0011 15. 628 0 0.0010 38.493 4 0.002 9 A3 TRtk
771.(2) 18.7749 0. 0009 15. 629 8 0. 0007 38. 484 4 0.0019 A3 TRt
WWL(2) 18. 8055 0. 0006 15. 6232 0. 0006 38.4951 0.0017 W2006 WF
WWL(1) 18.8126 0. 0007 15. 6251 0.0012 38.508 9 0.0018 W2006 WF
ZZLR(1) 18. 806 6 0.0038 15. 6379 0.0033 38.526 6 0.0085 A3 [kla7S
Mean(n=7) 18. 8688 0. 006 3 15.617 3 0.007 1 38.544 3 0.0135 W2006 PR
BCR-1

WWR(1) 18.799 5 0. 0009 15. 623 4 0. 0008 38.8219 0.002 2 W2006 WF
WWR(2) 18. 8013 0. 0006 15. 6230 0. 0006 38.8228 0.0018 W2006 WE
WWL(1) 18.8232 0. 0006 15. 6302 0. 0005 38.604 7 0.0014 W2006 WF
WWL(2) 18.8390 0. 0009 15. 646 9 0. 0008 38.6518 0.0020 W2006 WF
Mean(n=4) 18.8225 0.003 1 15.636 3 0.003 3 38.7321 0.007 3 W2006 ANk
BCR-2

ZWR(1) 18.8017 0.0010 15. 6254 0. 0009 38.829 8 0.002 4 g WEF
ZMR(1) 18.4012 0.0087 15. 6136 0.007 6 38.458 2 0.0189 N’ MC
ZZR(1) 18.801 0 0.0005 15.624 8 0.0005 38.8270 0.001 4 i N>'e frifkik
WWR(1) 18. 8007 0. 0007 15.624 1 0. 000 6 38. 8256 0.0019 W2006 WF
WWR(2) 18.799 3 0.0010 15. 6230 0. 0009 38.823 2 0.0029 W2006 WF
WWR(3) 18. 664 6 0.0010 15. 6265 0. 0009 38.5279 0.0025 W2006 WE
WWL(1) 18.647 3 0. 0009 15. 6209 0. 0007 38. 4955 0.0020 W2006 WF
WWL(3) 18.7951 0. 0006 15.614 6 0. 0007 38.799 6 0. 002 4 W2006 WF
Mean(n=11) 18.7520 0.0195 15.624 9 0. 004 0 38.7237 0.040 5 W2006 ANk
BHVO-1

WWR(1) 18. 646 0 0. 0007 15. 485 2 0. 0006 38.1954 0.0017 W2006 WF
WWR(2) 18.6435 0.0010 15.478 6 0. 0008 38.173 3 0.0025 W2006 WF
WWR(3) 18.6150 0.0013 15.4847 0. 0007 38.1723 0.0018 W2006 WF
WMR(1) 18.5217 0.054 4 15.4813 0.046 8 38.0730 0.117 4 W2005 MC
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FE 206Ph/201 Ph 20 207Pb/201Ph 20 208Pb/201Ph 20 AR WO
WMR(2) 18.639 2 0.002 3 15.4825 0.0200 38.186 9 0.005 1 W2005 MC
WWR * 18. 646 6 0. 0006 15. 4856 0. 0006 38.1975 0.002 1 W2005 WF
WWL(1) 18.706 1 0. 0007 15.629 1 0. 0008 38.439 3 0.002 1 W2006 WF
WWL(3) 18.7311 0. 0006 15. 6390 0.0005 38.472 1 0.0015 W2006 WF
WML(1) 18.698 2 0.0015 15.5825 0.0013 38.3757 0. 003 4 W2005 MC
WML(2) 18.707 6 0.0013 15. 5836 0.0012 38.3799 0.003 4 W2005 MC
Mean(n=4) 18. 6985 0.0197 15.5735 0.0055 38.360 8 0.017 1 W2006 YNi37
BHVO-2
ZWR(1) 18.628 1 0.004 0 15.4825 0.0036 38.1834 0.009 8 A3 WE
ZWR(2) 18.646 9 0.0027 15. 490 4 0.0023 38.206 6 0.0053 A WF
ZMR(1) 18.5489 0.0313 15.400 3 0.0258 37.9915 0.0612 N’ MC
ZZR(1) 18.661 1 0.00 23 15.496 4 0.002 1 38.2219 0. 004 7 N’ frifkik
WWR(1) 18. 6455 0. 0009 15.489 2 0.0011 38.2055 0.003 4 W2006 WF
WWR(2) 18.6378 0. 0008 15. 4789 0. 0009 38.1881 0.0027 W2006 WF
WWR(3) 18.6387 0. 0006 15.4797 0. 0007 38.176 7 0.002 1 W2006 WEF
WMR(1) 18.6638 0.0013 15.489 9 0.001 2 38. 206 0 0.0033 W2005 MC
WMR(2) 18.6714 0. 004 7 15.494 0 0.004 1 38.2113 0.0126 W2005 MC
WWR * 18.616 7 0.0015 15. 4702 0.0013 38.156 7 0.0036 W2005 WF
ZWL(1) 18.564 9 0.002 5 15.6115 0. 002 2 38.2439 0.0058 A3 WE
ZWL(2) 18. 600 0 0.0017 15. 609 4 0.0015 38.258 3 0.003 6 A WF
WWL(2) 18.564 9 0. 0008 15.5987 0. 0007 38.2213 0.0022 W2006 WF
WWL(3) 18.5628 0.0010 15. 6015 0. 0008 38.2307 0.0020 W2006 WF
WML(1) 18. 696 3 0. 0007 15.584 4 0. 0006 38.2937 0.0017 W2005 MC
WML(2) 18. 6576 0. 0009 15.562 8 0. 0008 38.2724 0.0035 W2005 MC
ZWLR(1) 18.5809 0. 0052 15. 495 4 0.0045 38.1383 0.0115 A3 WF
ZWLR(2) 18.587 1 0.0057 15.4833 0.004 8 38.1301 0.0121 A WF
Mean(n="5) 18. 647 4 0.0242 15. 533 4 0. 009 4 38. 2367 0.0182 W2006 AN BE
G2
ZWR(1) 18.316 0 0.0012 15. 6295 0.0011 38.2400 0.0031 A WF
ZZR(1) 18.283 3 0. 0007 15. 627 4 0. 0006 38.256 3 0.0013 A3 ik lAzS
ZMR(1) 63.468 2 0.2280 17. 827 4 0. 0600 61.3422 0.2160 NS MC
ZML(D) 18.39 37 0. 0006 15.6355 0.0005 38.890 6 0.0014 N’ MC
ZMR(2) 26. 7690 0.0406 15.8315 0.0238 42,2807 0.0629 b MC
ZML(2) 18.387 7 0. 0006 15. 634 6 0.0005 38.888 1 0.001 4 A MC
ZMLR(1) 18.576 6 0.0016 15. 6445 0.001 4 38.988 8 0. 003 4 A MC
ZMLR(2) 18.666 8 0.002 2 15.6515 0.0017 39. 026 3 0.004 3 N’ MC

L ZWR,ZWL, ZWLR 20 5 AAR G A WE R 8E D A B A R e A i (Residue) RV (Leachate) FHPE R H o B8 1 10 46 5 5k v
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