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EhHEmPRESTREKRSFH°
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WA R EATREN 43X 100037

WE TRATHIRIETERER TR RM, EEE pH 1.5 BRI P, Mn {EH 874,
NaBH, A& FEH, & Ru( V) Rh(I) Pe(IV).PA(I).I(N)Fl A REREFEERERT
RS, MIESEBRS N 50% M EKEBSH ICP-MSHE., BMAWER Rhilr,Aud 1 ng/g,
Ru.Pt.Pd ¥ 2 ng/go HEM RSD(n=10)410% ~25% , 2ILHE R FHERIE, HEE SHR¥EE
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X@iE SEES R O O @ OB K & EBESETHARE

& A PR T B 8 T R S A X R
B fi st &M T BRAEET L.

B4 AT TAEH 72 5% & o o B TAE
o, R T A1 R 5 R R
i HERR S 2 00 F (R B O o, AT T
KREFRIE, BRTEAIRSBRITRAD
AERZRAREMGERITIER. MR
YRR A E R R EBTR LA
AFoEeEmaRhd gme REfK
REMAISELETEY.

AXFET NaBH, £RFT B EEHRE
RITEHRME BLTHARMTPRERT
EOBBERF N, TEAEVRE, 2L
ERERIE, &7,

1 ERES
1.1 WBREEITHERNG

X% VG Plasma Quard ICP-MS ¥, ¥
BEREXERLE 1.

F1 UBEXEIHEBH

7] H Ifz#% | ® 8 LEEH
FETE #n
AHThE 1250 W || REEEALE 1.0 mm
(Ni)
<5W
ek EREALRE 0.7 mm
BHSHRE 15 L/min (Ni)
(Ar) P 3:3:9: 4 10 mm
b & LS
HESHE 0.5 L/min (A#FR)
(A0 REHEE 98203 amu
i K3 117~183
#SHE  0.75 L/min x 199~ 200 E:
(Ar) MCA i i ¥ 2048 iE
HRBRFAE 1.7 mL/min HEE R 250 ps
W 100 ¥

1.2 EEEH MARAERH

RENER . B EN 6 M REBITE
HXiE &Mt 5 iH 1 ¢/LHBETR
PR W, B LB R WA H L 100 pg/L
HIIR A PR MEFS W, TN P9 4R Re. Tb ¥ W8 41
#EH Re 1 Tb 89 o {H 4 100 pg/L,5% E
KA o

0 FREITEHBREMNZEERESWHIHEZRES 93-1-28),
0 HYEN . HRAR. BMEE X, BELEN. FAMAFSETEEREAREIE.
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2 g/L Mn ¥ : ¥ 0.55 g Mn;O, ¥ /&%
F 20 mL 6 mol/L # HCl #, R 2 200
mL,

100 g/ L BAEKBHBKE ;1 ¢/L RIF
F 55K W50 g/L NaBH, 7K % W (JH B
AL
1.3 JCFRE i FRAIRE & i PR

AE TR BRI Z QB BOESNE
10 3K, K 3 EInHERZE T3 AR BEEH . H
i I PR 4 2 B T PRME IR 22 6 1% (65) 3R LU
HamBEE. BEEsITE 2,

#2 JTRELRFOEDEER

. EHRR BiER B E R
(amu) (ng/L) (ng/g)
Ru 101 2.1 2
Rh 103 0.05 1
Pd 105 0.1 2
Ir 193 0.05 1
Pt 195 0.1 2
Au 197 0.05 1
1.4 FERITE

B? 0.25 mL 10 mg/L Ru,Rh.Pd.Pt.Ir,
Au A& T 150 mL £E4F 4, TTA 1 mL
BEEKEHERE (AN E 100 mg/L Fe,Ca,
Mg Al L1 % 10 mg/L Ba.Sr.Cr.Ti),1 mL 2
g/L Mn B, HBEEKBFEF. H2mL
¥ HCI # HNO,; BK, &5 A 50 mL 0.1
mol/L HCI ARSI, MM2W 1 g/LBEE
By f5 =7, A 1.25 mol/L NaOH #l 0. 6
mol/L HC1iHZE pH A 1.5, A 10 mL 50
g/L NaBH, KB, RN EM G, BEH
HEAEYD, FRERKBBRR LEER
15min, $# % 80 ~ 90T #9 K& FHEL 2h. ¥
H g P18 g 4C i, IR K I B AR A UL e
K, 35 2008 W, B D OE AR IR R B AR 1, I
10 mL FBCH 50% B E/KEMHR 5 min, BE
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KEHER1hBHEHPEERTE, A
100 mL #EAF A B, KIETTIE 10~ 15 K.
BWHAKBEE 1~2 mL, A 25 mL
ch, A 0.25 mL 10 mg/L Re.Tb H#R%
W KWEZE, #OME.

2 #R5i1e
2.1 VR EE
2.1.1 ¥VIHARRBE XA R R R Y 5% R

B4 B WA 1L (NaBH, ) 94 T, %
EAMLYEEN SIS, B FEREHE
YR, EREN TP RAEREWERBAL,

BH; +80H —H,BO; +5H,0+ 8¢~

E'= -1.24 V (1)
AMURFZEREFRERERE T Au
(H)Pt(il, N) Pd(Il ) Rh(M ) Ir(IV),
Ru( [, V)RR A& R RS,

M"" + ne” —>M° (2)

BH; #9RREYERERMER G T A4 F ol et
7,8 &M pHEEXRG T, EREFLUHE
U BUKAR, () RTELH, EHA R
Au()Pt(IT, V) \Pd( T )\RR( ). Ir(IV)
M Ru( I, V)R RITRMI1T N SR WA FH
HRRE R X RHIT T IREHFFR.

B 144 0.5 mol/L HCL A1 7 {5 R d]
pHE® 100 pe/L HEBASIRHEBRE 1
mL B 150 mL Be#r b, #2 Hl B w & A 50
mL, HERFTEHTHES BAE, GRE
B, I W V) B BR FE B2 NaBH, iR JHFT R, &
0.5 mol/L HCI ¥ Au EI Wt Z K 91%, Ir H9[E]
WRLH 2%, HMETEH 60% ~77%. 4
pH # 1 B}, B} Au #F, &0 R B E B IRK,
H80% ~90% . T pH EHZEHFE 1.5~2 &Y,
B K 93% ~98% ., pH{H A 3~7 B, Fe
(I -AICI) EKBUKENDTTENH .

MEBELRAERECHERVIERE pH
1.5, NaBH, /K& #) pH 294 13, A B pH
1.5 WA RPN pH B 7~8 %1%
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2 v 8

B LR

T#fT. EHEGHT,BRRIET Ir €BEIR
ULUE, B IE T EFR ke f P K B2k T K
b
2.1.2 XREHARIE

U5 pH 1.5 #9 100 pg/L HERAS
PR (1 mL) B 150 mL #54F 0, 0 A 0.1
~0.5 g AR B NaBH, #3£8 77 EH#HTIH
B, &RNFE3, H1R3BH,Ir 2 NaBH, A
BEWRA, A TRIE Ir ERVIE, XH0.5¢
NaBH, # &,

%3 NaBH; FRHRHRERTENHES

i 3/ % ©
TR
1 2 3 4 5
Ru 92 93 95 98 98
Rh 92 94 94 96 97
Pd 93 93 94 95 97
Ir 71 82 86 93 94
Pt 90 94 95 99 98
Au 90 94 S6 98 98

@ 1.2.3.4.5 9% NaBH, R9m A B4 51% 0.1.0.2,
0.3.0.4 #1 0.5 g,

2.1.3 BEMPRALE E X TRE R

4> RIELS {4 pH 1.5 89 100 pg/L BE&R
HERW (4 1 mL)HA 150 mL %489, %
LW J7 AT IR B A R B B R, 45 R 5
FR4MFES,

MWFE 4 G RRN, REN RS RE T
BE—E¥wW, TERKESHE, Ru.Pd. Ir
RIS, ZEHEMNEFER NS B8, kGRS
RN IR, 24 ¥ 15 min )5, F T E LT
EREW, EBETEEK I BEYCH TR,

HESEREH, LER 15 min, KEK
LB 45 R A BT IRIE, 1% 8 NaBH, 3£ JR #t
SR F R AT B, 7% hn bR 1L i |] 7
BEEUREF R

x4 FRAETRSRMEKE %

ol ZET 7 (51 2% o e ] 4 [ g
R @ 2 3 s
Ru 87 101 103 103 97
Rh 93 99 105 103 99
Pd 89 95 a8 104 93
Ir 84 93 B89 89 82
Pt 94 a9 97 97 92
Au a8 a8 94 96 92

@ M 1~4 AR BETES 514 15,3045 F 60 min,

5 BRiHEXRSRBEEEHERS %

PR TR A B AL e (] 4 B i R @
] g 3 1 2 3 4

TR

Ru 85 96 98 98 101
Rh 34 96 97 98 101
Pd 84 102 97 97 99
Ir 86 94 93 94 94
Pt 92 98 95 96 96
Au 91 99 100 100 99

O 1-3dAmBFkE SR Y 2.4 M6 h 4 ARMKIE 2
H B,

2.1.4 ¥FXESTERR

HFTE S FEAHRTIRR, 557 100
pe/LBRERAGSIHRE PN [ AM I LA3LHF
TRELR B BESE, iR E, &
R FHERe MK 7,

ITAFXFTEMARDS N Mg 0.5
g; Fe 0.1 g; Cr 20 mg; Al 10 mg; Ca.Cu.
Co Ml Ni &% 5 mg; Nb, Ta, Zr, Hf 1 15 4
REE % 10 pg.

HE 6 FH, £t XEHKRE, £ ICP-
MS ¥4 % REE.Nb.Ta.Zr fl Hf E# %5,
X% ICP-AES I8 # Ca.Mg K X4 Al
BABEBRE, HE Cr.Fe 2 EHEN~30%,
FERKEAS Cr.Fe 8 NaBH, B8, BT
R TE Cr fl Fe MM TEIFSBE
M, %A R, EDTA fiBiE K5
MIEL& SRFHITHAE, HAM.EDTA RNMEL%
& Cr.FetUEAREMT R, REBWELG
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Fis ¥k

MARWRER TENE. Bk, —HEE
FABE K 1 BR 2% & 72 R 34T 38 JR AT 6
Crfl Fe KBA#ES, A—HEXRAARG
JE & Re.Tb MILAEEH], #MEX #E TR #
W, FH, CuCoFI Ni FERHBLEB TR
o

S0 43t T £ R As. Sb.Bi.Hg. Sn.
Pb.Se fl Te, IIA BN 10 pg, XEHL
B HER LY, e RRAEH, &
RINFET,

6 [AHABFRRITHER
(53, b
Ru Rh Pd Ir Pt Au

oA

Eldc®E®% 100 98 97 93 97 98

®7 IEAFTRIEER

HMLR
e —
Ru Rh Pd Ir Pt Au

EdrE% 101 103 96 94 95 97

3 B
3.1 SthFs

FEL2.000 g S E T E M 7 g Na,0,
B30 mL ARMHHRP, RS, HHEL 3 ¢
Na,O,, 7 700 ~ 750C % B, % HJF WA

250 mL B4R, FH 80 mL /KRB & ¥ 3
min % Hy0p0 B EH/FHA 30 mL 12 mol/
L HCl, BB KB PR T EEEMRBK, A 15
mL 12 mol/L HCL #45), HES®. KBH
BEARA 70~90C 7K N3 30 min, HIA
10 mL 1 g/L BAFA B, BiH 3 min,
BRHZEZR, APRBEXLE, BWRA 400
mL B &, YL 0.6 mol/L HCl #% 3~
4 K, HRRKE 15 KL E, BREH 7 150
mLo BIA 1 mL 2 g/L Mn %8, F 10 mol/L
NaOH 1 Z 548 ¥E, S 3 mL 100 g/L
BEKGRKBER, UTHLBHFERTE
W pH Y 1.5 BT IIE EMRE,
3.2 SER

HERTEEEER I 8 KU E AR
FYHIBEE, &R T3 8,

%8 MERARGR

T FH{E/ pg-g™! RSD/ %
Ru 0.011 18
Rh 0.008 24
Pd 0.095 10
Ir 0.014 21
Au 0.076 11
Pt 0.19 7

Xt 4 E AR 8T, HERMR
RFE 9, A WITEHHER L

x99 HashdR wy/107°
BEHAE-1 EfEH-2
x (5 1) 025 - 2) SNRER LR
MEE EE MEH EEEHE WEH RER MEE FRER
Ru 0.014 0.011 0.01 0.009 0.04 0.038 0.012 0.011
Rh <0.001 0.0006 0.0016 0.0012 0.008 0.006 0.0082 0.008
Pt 0.0044 0.004 0.0069 0.006 0.21 0.24 0.19 0.20
Pd 0.006 0.005 0.003 0.002 0.11 0.12 0.095 0.10
Ir 0.0032 0.003 0.0031 0.003 0.014 0.017 0.013 0.016
Au 0.0016 0.0014 <0.001 0.0004 0.22 0.28 0.076 0.09
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Determination of Trace Ru, Rh, Pd, Ir, Au and
Pt in Rock Samples with NaBH, Reduction,
Mn Coprecipitation and by ICP MS

I Zeng Huifang ], Ji Chaoyu

(Institute of Rock and Mineral Analysis, Ministry of Geology and Mineral Resources, Beijing, 100037)

A new method of preconcentration and determination for six precious metals is developed. In
a medium of pH 1.5, Ru(Vl), Rh(Ml), Pt(IV), Pd(II ), Ir(IV) and Au(lll ) are reduced to
metals with NaBH, and coprecipitated by manganese. The precipitate is then dissolved by 50%
volume fraction aqua regia and determined by ICP-MS. The detection limits are 1 ng/g for Rh, Ir
and Au; 2 ng/g for Ru, Pt and Pd. Relative standard deviation (n =10) is 10% ~25% for dif-
ferent elements. The results from several standard reference rock samples are agree well with cer-
tified values.

Key words: separation and preconcentration, coprecipitation, inductively coupled plasma-

mass spectrometry( ICP-MS), ruthenium, rhodiun, platinum, palladium, iridium, gold
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