H24 2
2005 4 6 H

w
=
ROCK AND MINERAL ANALYSIS

e Vol. 24 ,No. 2

June,2005

X EHS: 0254 —5357( 2005 )02 — 0141 — 04

BH 2§ 1B 3k PEe o B s S A T
e S 10 e el i a5 e b R R S R D

PR RAERE R FRE, S 4

L ARE YRS Ae I oG, ) 2R T M
2. TP ML B A Ry LR N, AR M

510080 ;
510760 )

FE: RAT1T MBE T ERRKREG MRS B EEHR, RABESF B TR L,
ot & 442 o P RES M 048, FEAEBRWAES A A :Aul.3.Ag0.4.Pd 0.6 Pt
4.8 ng/g. HFHAnAFEDK F I 89.0% ~110.3% , 405 4510 £ 3.5% ~71.8%(n=4), Fikt

AT g A m L T PR RN T,

KR AL BT E; WSS

hESFES: 0657.31; 0652.6; P618.5

KES AR SRR —E
BT R, T ES A B REFMEN
SRAEARTT R BFSE T & HA K Oy 1 B
EFHEENHLEL., BAW FREENTEE
vk, EEA KL TR TR
O e R T W A P T
1507 7 BB R TR GF — AAS )P R
LB TR ICP — MS )™ R & 45 5 TR &
PGS ICP — AES )74,

T & Ao s SRR L e VR VB
8 HAATATC IR I 2 55 R R ME . AR SCHE BT
T KA A RN TCZE I A 7 SCRR TR 2 ~9 ]
FEAl L X RE A O B AR T I AR T G R
B, 254 P 7 2 3 B RN 1 e W B — 3 45 H Y
Do, 2R 717 BHES 52 8B g3 M B 5 2 25
WA ICP — AES M. W H F & &AL 4578 h IR
A VR A R E B T R A

s HEE: 2004-07-26; 1&iT HER: 2004-12-10

B TFRESREE; & 4L 4, 42

X EkFRIRAD: B

1SS
1.1 UBKRFEITESE

OPTIMA 2000 DV ICP 4% B AN ( &
P-EAF ). (U TAESECI% 1300 W, R E1K
(Ar)15 L/min, % B <( Ar )0. 2 L/min, 25 16 <
(Ar)0.8 L/min, %42+ 1.5 mL/min, IR 3
B30 s, e RKIEE S s, FAE =W, Iy X 0w
., T nm ) : Au 267. 595, Ag 328. 068, Pd
340. 458 , Pt 265. 945,
1.2 B2 Bebriiia it

JIT R4 A R 4, W VR 2R AR K, B o 1 T
FHE AR B 1. 0000 o/ L BI6E R @ =10% T
KA ), 43 SR B B4 T 435 10. 00 mg/L
51.00 mg/L 1 TAEH .

7 717 BB s AR 20 ~70 H ): %6 H]
80 g/I. NaOH ¥ #2092 h, 7K P, 75 3 mol/L
HCL #2390 24 h, 198, K gk, 7K IR ss H .

TS AR FRER 15 ¢ 6 PR, in A 100 mL

EFE R : FREIR(1973 -), 55, 7 ARIAEN, TR, T2 il T4
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© =25% LKREEPE, FINA 3 ~5 ¢ NH,HF, =
SEAVE I, R 48 h, R 2 ~ 5 WK, ug, K
Yerdr, FREL10 g W2 mUE4K, 0.6 mol/L HCL il
WE BRI R S IELURR A, R
PEXA) i vk, KR ZE pH 2 ~3, BT
H &

FITES B9 Big 1 M i g e 1 B B A 2S AT
N2 g 8 mm, 1 100 mm, i3/ iists, T
UUR S D VU ACI , SR 5 O T MR 4R 3K 24
10 ~ 15 mm, FHCA 717 B FHIE 25 60 mm, )2
VR AE A o 2245 W B AT 20 mL 1. 8 mol/L
HCI P4
1.3 SEUsJ5ik

P20 B =57 10 mL HL 5, &0 A
©=50% TK 1 mL, P43 1 B SARERS] .

#1 kRS

Table 1 The standard series
e pp/Cpg - mL™")
Z=H std-1 std-2
Au 0 0.5 1
Ag 0 0.5 I
Pd 0 0.1 0.2
Pt 0 0.5 1

REG T FREBGERE 10 ~20 g (HERMZ 0.1 g)
BT 100 mL B2 & NN, & T 550 ~600 C
EEIRE 1 ~1.5 h, BUBRED KRR R A 250 mL
BRI KR, fin 30 mL HCL, #0310 ~ 15
min, 1 5 mL ¢ =30% H,0,,7Z& s 15 min, BUTF
%, A 10 mL HNO, , it 1.5 h, ZZ B2 {RIRE,
FRERR K 5E2( 011 ), BUR,INA 7 mL 6 mol/
L HCL, B I, inih /K 29 50 mL, 5t £l £h 2%
Bff ot 4, RS IR 40 98, H#4 0. 12 mol/L HCI
VERERR 2 ~3 IR UTTE 5 ~6 K.

PEWAR AT M 10 R ANRAK, & S ~ 10
min , # AAE e~ B 256 B, PRI 1 ~ 2 mL/min
A2, 30 ~50 mL 0. 6 mol/L HCl ¥EI&ASHA: ¥
WA BTG PE R 4 A R AR b, FR R OR T, B
JEE T 30 mL &3 BT, 78 600 C KA TE 4.
HURAH, B2 mL 8 mol/L HNO, f## 5 min, HX
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T,/ 3 mL HCL, 3% 5 ~ 10 min, BUF 33, KR
ZEREN 1 mL, B, BA 10 mL WO, E5, %
), B A SR B R R SIS TN E .

2 RS
2.1 iRFED R

RS BR800, w ) A Mn 30% , R I 1
Si0, 10% , Fe 15% LA I+, %25 % A HCI + H,0, +
HNO, A fB5 i 56 40 T FE IR AT Ko IR 6E W2 A
W 2R T K A IR, BERR 25 K HNO, , SAE)
TV R FEAE 5% e A7 . S e, i ug v K
Si0, " Au.Ag .Pd Pt 5% B S AT B E ) 5%,
H & 53 HT Pl 2208  FEAERR AT, Al it & 2R 1
SRR HNO, + HF + HCIO, ¥ f#% Si 7, /b
it Na, O, J&flL, SIBR AT B w4,
2.2 HEwEE

R4 B R 2 IR — ELR IR 5 43 BT i K TR)
S AR AR AR R DT B i R A
JUHR Fe Mn FA7E T, Ar B 22, DL AuCly ',
PCI™ \PCLE R 717 B 144 R 32 e, B
TP p s BRI, O A8 0 Sy Y, 19 1 2 i
Au B FUE MRS, WH Pt Pd 522 FE R RO, B
BEA HNO, 7E7E, [ECRAE ), 717 BB T g
NAL AuCl, ] BGEJE, [ R s R SERIE
B« 3 T R IR BfE P Pd ALK 50% ~ 70% , 32 5% B4
HNO, RMIR, 717 BHE 7 AR W Au, DGR TR
70% ~90% 5. ASCRANEG scHutt: I8 B1 7 ik
HAN, A AR K, PRAIETE A 45 B B RS,
Au Ag .Pd Pt [F] I8 5 B A2 45 BT, [T AR
2.3 fRlbiJiiakss

B R Al 775 R R R BEE ) Au  Ag (Pt Pd,
ZA TR R S H IR, Bk TE 600 CHIBEIK
K,
2.4 ikeiERE

RIGUERT, o B W R ) AR W SR T R AN AR
BT Au Ag TEBERE T LR AL TC G 48 76 Pd
340. 458 nm 2247 A B 8 0 HoAth g5 £k, v £ 38 Y
AL IE AT BG, (BG, A=A T4 Pt 214. 423 nm
R A2 E R Cd 214. 440 nm JEZ ™ &
T, ASEAH L, 5 Pt 265. 945 nm 52k .
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552 1

SR B T RIS 5 B W AR A B TR RS CHRA I E B R A S PR SR 24 B

BRI B e ROR
KA T 10 A TRIEFRIE Koy 8 & 2 J5 AR i
WY Au  Ag P Pd, 53 B 45 R 2 01 < iR o i
SeA KA W A 7 B B AR Bt AR AuAg Pt Pd
OB B | Fe Mn,Si Co Ni 250K LR %

2.5

%99% U b, R4 Fe 24 10 mg/L . Mn 25 0. x
mg/L.Cd 0.00x mg/L.Ti 0.00x mg/L,#/#No. 1 ~
No. 4 PRV 55 it K 0 B 6 A O A ol VP Y
Au . Ag Pt .Pd IYFREEREIWLE 2,

A2 FRINTRITRR i SRR A I R

Table 2 Analytical results of residue and waste solution

MR AR R B wy/(pg-g™') W HAE R A w0/ (pg - gt

HH Pt Au Pd Ag Pt Au Pd Ag
No. 1 0.002 0.001 <0.001 <0.001 0.005 <0.001 <0.001 <0.001
No.2 0. 006 0.001 <0.001 <0.001 0.007 <0.001 <0.001 <0.001
No.3 0.004 0.005 <0.001 <0.001 0.004 <0.001 <0.001 <0.001
No. 4 0.005 0.001 <0.001 <0.001 0. 005 <0.001 <0.001 <0.001

@ N TEERFES T Ag Pd B & HARMR, 0 TR A RS AEXT 4 DICE M40 8 W AERBOR 18 T2 PAE P A —E 5 19 Ag Al PAC A Ag A

0.1x107°,Pd /0.02x107°),

3 AES TR
3.1 BT

VEFE T 4 NSEBRFE 15 1.3 1 A ARE S 4 HT
PP HEAT T RS AT, AT s R W2 3

3 KR A
Table 3 Analytical results of samples

wy/(pg-g™")

ke
Pt Au Pd Ag
No. 1 0.543 0.026 <0.001 <0.01
No.2 0.724 0.079 <0.001 <0.01
No.3 0.267 0.198 <0.001 <0.01
No. 4 0.364 0.017 <0.001 <0.01
3.2 [l

1 T JC RIS BUARERE L 520 ARV BRI, R
EERIRE SRR D T RE i R L5, A X 20
~30 g, MELUESMG SN LA BT, SO R TR &
(10 P HOE ) H T A 7 IR EEA S
JR BN Mn 21, 19% | Fe 17. 04% . SiO,
12.26% .Co 0. 56% ,Ni 0. 41% ,Cu 0. 14% . CaO
4.77% YIMABRUE, W22 B, 25 A FOUE o B2 45
RIF A TR ARFEE R ),
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£ 4 FERIMFREIBGRLSE 255
Table 4 Results of standard addition

recovery test of samples

wy/ (g g™) Fl%  L,%/10"° RSD/%

JLHE

MARY e R/'% (n=12) (n=4)
Au 0.100 0.089 89.0 1.3 3.5
1.000 1.067 106.7
1.000 0.940 94.0
2.000 2.206 110.3
2.000 2.171 108.6
Ag 5.00 4.975 99.5 0.4
2.00 1.978 98.9
Pd 0.100 0.095 95.0 0.6 7.1
0.500 0.496 99.2
0.500 0.487 97.4
1.000 1.010 101.0
1.000 1.004 100.4
Pt 0.100 0.100 100. 0 4.8 7.8
1.000 0.962 96.2
1.000 1.016 101.6
2.000 1.925 96.3
2.000 1.892 94.6
@ RERLL10 g3

@ DAZS R 12 RINE(ERY 3 R FRiEim 25 A R Ly .
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Determination of Au,Ag,Pt and Pd in Co-rich
Mn-crust Samples by ICP-AES after Preconcentration
Using Anion-exchange Resin and Activated Carbon

LI Zhan-giang' , ZHANG Han-ping' , ZHANG Xue-hua® ,
LI Qi-ying' , LI Xi-kun'
(1. Guangdong Province Material Test Center, Guangzhou 510080, China;
2. Institute of Geoanalysis,Guangzhou Marine Geological Survey, Guangzhou 510760 China )

Abstract: A method for determination of Au,Ag,Pt and Pd in Co-rich Mn-crust samples by ICP-AES was stud-

ied. A combined preconcentration method using anion-exchange resin and activated carbon was used. The detec-

tion limits ( ng/g ) of Au, Ag, Pd, and Pt are 1.3, 0.4, 0.6 and 4. 8 ,respectively. The recoveries with stand-
ard addition for Au, Ag,Pt and Pd range from 89.0% ~110.3% with precision of 3.5% ~7.8% RSD( n =4 ).

The method shows advantages of high accuracy, simple and convenient operation. The method has been applied

to the determination of Au,Ag,Pt and Pd in Co-rich Mn-crust samples with satisfactory results.

Key words: gold; silver; platinum; palladium; rich-cobalt manganese crust; anion-exchange resin; activated

carbon; inductively coupled plasma atomic emission spectrometry( ICP-AES )
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