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Determination of Trace and Ultra-trace Au, Pt, Pd in Regional Geochemical Samples by Wet
Decomposition - Enrichment of Combination Adsorption Materials—Emission Spectrometry
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Zhenzhou 450012, China; 2. The Geology Mineral Institute for Research of Liaoning Province, Shenyang 110032, China)

Abstract: H,O,-HCI] was used to decompose the sample, and a separation and enrichment process with
combination of adsorption materials was established. The conditions of the enrichment of the combination
enrichment agent were discussed in detail. Improved the noise ratio and the weak signal detection
capability of the instrument by improving spectral buffer, using small electrode quick exposure technology
and developing phase plate measurement system for the spectral analysis of precious metals. The method
is simple, high efficiency, and low cost. Detected limit (35) Au as 0.1 ng/g, Pt as 0.2 ng/g, and Pd as 0.1
ng/g, the method was applied to measure National PGE geochemistry a standard substance of Au, Pt, Pd,
the results are consistent with the standard value, and the relative standard deviation (RSD) of 12-times
results is less than 27.1%. The method is suitable for determination of Au, Pt, Pd in various types of ore
samples, which serves regional geochemical survey to meet the same quality requirements. And in
different sizes, levels and sampling density areas, it can achieve satisfactory results applied to the national
platinum palladium geochemical exploration.

Key words: analytical chemistry; enrichment of combination adsorption materials; emission spectrometry;
regional geochemical exploration; Au; Pt; Pd

ks HH: 2013-04-01
FETH: 2012 E - EEA 2 AT B & T4 3 10 H (201211081) % Bl
FEH: £ O &, WP, $HRUTM: S8 a N AT, E-mail: wanglin0630@126.com



56 =

i34 %

YA HER AL 2R 5 PP, Pdy AulfIoM R VEH
e Bt R evE R ERMZ
PR SRR AR 4R, Hml i A R
BE, U2 5t &R MR iR KO85 E
U B R A, T HL R
BAEEERE TSR, M T HEES IS,
K& A KRR, 2 ) S X
fRv . RHBIE RS, . &5 Re BT Y
RAEH ] £/K. HBr-Br,. HF-F /K. HNO;-HF-
HCIO, HCI-HO0ZM . st T k& s, ik
M ERE S ENSCRAR XS AR, H i, — e
=R, mHRFZAs5E6, 5 THE#E
e, BEAE A BRI RE R RS . SRR
FEm. fEEPNAMOHW TSI T 2 K MR
Na,0,+ LiBO,-Li,B,O: %M it 42 J& ilhE, [
FEEAN /D, X THUBRE R R — A B
PR AN TR R4, SRR R
T V] SR FH BB 0 fif o

JRE. HWIREAu. Pt. PARIAR I A4 2200 R
RGN N N L o SN |
S8 b N 37 e e D B IR
It 8 AR TR AR R R, 7R AT B R R
S HT SIS AR SRR AR T A g,
S ESpliRE S SRt AL i ] B e X U N Y
FFAT — e R 2 1 (H S B TR B AN
et~ AR R, AXES TAE SRR EREHT 21, W
E AT E R B & BN SR T & PR R,
MELURIE . A, ATAERF 7 R FHCI-H,0, 73 fif
FES S WEHER-M IR G SR T2 E S, Tukit
BRI EIEEN 5 Aus Pty PAR 7. Sh A ek
FEERE T AT, 4551 5B & —ICP-MS I & IR
V- 728 7B 42 —ICP-MS Tl 5E 45 W 75 & 1 i
I, MR RS A H BRI A sk . T H
BAEME, EHER. AT A —ERmE 6.

1 SEE#ES

1.1 XBETESH

WP-1 81 1K T 6 % A% (b 5T 28 ol 224X
). ZIEHER RS, St %4:1200/mm, HE
J6A23.2 mm, AP AK300 nm, FRAETE12 pm, Bk
42150.7 mm(H Hl). e RRBIURAR, Bk
220V, HIRHERII2 A, $EH 20 s. GBZ-116EH
PEREACBI AL B IRAT R AT R k4% 550.20

mm, F4%E10 mm. REEKS T BBOLIR: A+BE
W, 7E20°CF, B54 min. JGiaia B, -
A, THRBCAME, 482 mm. FLIE1.2
mm. E£50.5 mm.
1.2 FERFA

AubRHEE i p(Au)=1 mg/mL: FRHEL0.1000 g 5N
44, BET100 mLEEMF. IIA10 mLEK,
AR, Tk EEAEEIIN0.2 ¢ NaCl, 7
YR ER, FHCHEHNO; 3%. IIA10 mL¥HCI
120 mLAK, F5ERRVE MRS FIEBFEAN100 mLA &
i, FKMBEZEZIE, BA&H.

PthREA W p(Pty=1 mg/mL: FREL0.1000 git:i
alifez, PCHEE S AubrHERS O F o

PAFRMEE W p(Pd)=1 mg/mL: FREL0.1000 g)ti
alifiiez, PCHEAE S AubRHES IO ] o

W T ATAENE K] kg, MA3000 mL
Z&MM/K. 300 mL HCL. 45 g NH,HF,, #5518 E
10K, BERAFE4R U870 7 FHFRI5%HCLL 7%
TACKIS TRV P, BT

TU7RH & A AR (LA ) ) FL iR -
R i 28 K e 2 i, BT R, 12100
H i, BRE200 g, MABLLTF 1I5%HCLA #2000 mL,
e, WETREMEH .

HAEEMEL: 800 mL 0.5%48 K it A AL FE LT
HITEPE R 2 g RIE IR 7179 B8 A8 5B R L ki 10
mL, fHI5, %,

- E ARV 5%HC1-3%H,0,.

SRR A SR A=

R S EAE S SRR N Hr e,
SIS K 2 EFK
1.3 LR HE
1.3.1 EmIELRAK

FREL100 grf 3 s S AU # K BmE, #MnZg i
KZEI0L, BIfR1%HI4RK . (R 5K 118
1.3.2 HI/EW P

F-20NW B A4 SN 20 mL 0.5% 32 S 4R
PR IFER R, TN IR A H 23 2 OB IR N AH.
A EEMER20 mL, JREHMIE, KRR bR B,
R AR RIS E TR L, 8. a4 KR
SERN® 7 emiE HEIELAL, I VEKIERE, I
0.25%46%30 mL, T
1.3.3 LB

B — 2 B Au. Pt. PAT/EIEWT250 mLEEHE
H, IIAN10%HCL-3%H,0, 78 4100 mL, {8 X #1E
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U 1R R B A B A B S, DR AR R R 10~15
mL/min, #EHIE. #T/E, HEHRR-E A A
BRI B AT IR 530K, BT A IR 2k A
1120 g/L NHHF, & #4M 5%HC 173 71355 1% W B 3

10 mL, $ei2ik, T . B4R, K HANS mL
B, B TRIRS B A, FHRFI650°C 2Kk
FeAr. BUHEMHR, A K5 B EIRA A3
mgZ i, WA, AEEEANERF. FRZ T
(134 EER—EFRHE RS H—H9 mmx12 mm/&
FSEHURNARNR B B ], 32O . Ok
RT20CHIA+BEZEF 54 min, &K EZE
FE10~15 min, /K FP@EAR1S min, H R
T, FCH R, HPIgC TR, 5
MUTHE 45
1.3.4 il briE RAINCE

FRUEZA: m(Au. Pt. Pd): 1. 2. 5. 10, 20,
50, 100~ 200+ 500. 1000 2000 ng. %% 1 HAu.
Pt. PV A FRAETA R S 1+1 HCIF250 mLEEHF
3 AR I 7518 7K 22100 mL.

b E bR RS AT HE1007K 1 .

FA AR TAE AT 53 B A v R B Aus Pty
PAR A, FEXEAAARAR, BLAu. Pt. PAHI&
BONBEALKR, BEEEPRNPALER, i TAEMZE.

2 EREWHE

2.1 ASHRMMHEKEEBR

FAEHRAE AU, Pt. PARIRF SR, XFFAu
AIPAE R E, (EX TP ECRE K. NIEE
PRI R, ART7VER ] T BE R It Aus Pty Pd
LA WA R, ITIEE|Aus Pt PAR[EIYSCE P
1o AR R AT R AR 20 A B IR TE A0 IR 5 1 2R 5
HEd% — e LB FE IR 5], IMNARK HIVE R P, I8
JE I JER & SRR, — IR S BURE o R T S Bk
BRI S, UUAIER T Au. Pt. PARESETRE. X
JH B FRARHE) 0 B b S AT AN [R] ' B 5 1R %)
LbsEat g R W32 . Z X IR R R G 0 #r s e
KA G EEMEET AU, Pt. PATRE

F2 AEBMAEN Au, Pt. PR B R /(ng/g)
1 Au. Pt. PAREIRHEBR S IE Tab.2 Adsorption effect of the different adsorption material
Tab.1 Dispensing amount of Au, Pt, Pd in mixed standard of Au, Pt, Pd /(ng/g)
s(Tlt{tion . S R WE Zﬂé\ s
IAVEWR I E/mL WRBE o WRET ORHIRR
/ug/mL) 1% 2% 3% 4% 5% ¢ 7' g% of 10" 11" GBW. Au 0.90 0.90 1.0 0.90
Pawepa: 0.1 1 2 5 10 07288 Pt 0.26 0.20 0.24 0.26
P(auwpipg): 1.0 2 5 10 Pd 0.26 0.27 0.25 0.27
Pawppay: 10 2 5 10 20 GBW. Au 10.0 11.0 9.8 9.7
[+1HCl 20 19519 18 19519 18 195 19 18 16 07289 Pt 1.60 1.10 1.35 1.62
Pd 2.30 2.22 2.28 2.35
FE 22 W B AL o 20 G NN 20 mL 1% 48K Gw. v L0098 1200121
(1.3.1), K. HECRAAEE FEHE K44 ¢, 717 07290 Pt 640 520 592 652
BT A AR FL 22 mLF-880 mL 2% 48K, Hii Pd 460 457 443 464
P 5], TREADRIAE 22 EHR S I EiR L5 w0 50 49 50
BHEME20 mL, fiFHEE, HAKM G R, fng) Pt 50 36 43 48
IAT%ARIKS mL, FEekEEE, TR, FIIA1%AE Pd 50 46 47 49

5 mL, JE%. B2MWEEZMN, RS, &T
WP R IR BN AR, DU AR [R] (1.3.3) 52

ot AR I P52 2] R B8 B0 Sl 2K 23RN FR
AL, ANINREH LT S 1 R 2K 43 220.0300 g, RN
TLESHFER R, AREUA 526501200 gffI N [ — B #k A,
i BE30 min, FFFRENZEM710.1500 g, 4REEAHEE he

22 FhE. BARMTEN

B A5 W B SR FH 9 3o 30 P 7 A iR B
Tk B W B TR IR B A, AT B VR A
Pt. P& HEA1E IV 2. SRS IR A &
LRI PRI I N5 Bl 45 IR P [ 5 i R IR B 7))
INEFIRE)—IK, B4 h, ARG, FEX Hsen
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Tab.3 Contrast of enrichment effect in dynamic and static

AP, T AL B R

e . Pt Pd Au
EHER RN I E/ng
50 100 150 50 100 150 50 100 150
ok Fi /g 42.0 89.0 132.0 42.0 91.5 85.3 52.0 101.0 148.0
Hy
B EEEIA 84.0 89.0 88.0 84.0 91.5 85.3 104.0 101.0 98.7
s [Ef & /ng 50.0 101.0 98.7 50.0 102.0 146.0 53.0 100.0 150.0
IR
B EE &I 100.0 101.0 98.7 100.0 102.0 97.3 106.0 100.0 100.0

2.3 MR KBREXNERMAu, Pt. PAHIRI
H2100 ngfJAu. Pt. PAIRAHRAEE WA T,

3 MIMNANFJAR BE R R S FK, e ok 5288 7732

AT, 45 W34,

R4 NFEEBRESTAu, Pt PATR PR FIF 0

Tab.4 Effect of acidity and medium on absorption

of Pt, Pd, Au
IS EHR/% FIK/Y%
8 /% Au Pt Pd  Au Pt Pd
1 101 102 100 99.6 97.6 869
2.5 102 101 995 987 987 882
5 100 100 100 100 100 91.8
10 101 101 976 100 100  80.0
20 103 103 918 987 987 612
40 100 100 706 98.7 98.7 376
50 853 853 529 867 867 259

14 T] WL, ARV JE KX Auffy i B e ma i),
2 F KRR H B TFEI50%0, A bty b 2T 15
WA, TPty PR B2 D) B 5 f G L oK
TR S . AESRRA AR, AulfIWR I 2R [F)RE 32 SRR K
JEREME N, TEARFU BOER150% L BR,  [RIlR
BEFUImAG . Pt PATE ER R IR E N 2%~10% 1A 314
B, 4V Y PR T P2 7 00 4502 8 K o R 3 ) B 2 k)~
R, SRR 1 M # I 7E 10% LA, 8 ik
5%~10% (1) EL AT B ff Au. Pt Pd.
2.4 JEEZ AL

ENCRENE T, IR S R R 15 2%
WREEFEROR = FE R RS 2R IO IR, 27 4 AR
T L5 8 A 5 1) LA e s TR TR SBUR R
MEBERRZ —. LR, DUASNAEA, I

NIE R AR PR, Aus Pt PAII 2 RCR
B R AR B 5100 ngfJAu. Pt. P
ANF A 22 R R4 mg( LA S8 0 R A, S EE 5
B HIN10%. 20% 30%. 50%-+ 60%-+ 90%)i4T
SRR, W B LR S A S I R AL, DL
HAuy Pt. POOGIBECIAENG & 2B REE . HI
PERIERAIE, 45 WES. MEME S BIEFI50%
i, Au. Pt. PARJRBEEPIERIRA, Hit, #eE
Sk G A Sk 5 BRI BB N 11

RS G FILE B BURRT L

Tab.5 Effect of buffer composition on the determination
ZnOF /% 10 20 30 50 60 90
AuBE(H/P 95 94 96 985 94 86.5
Pt EEH/P 29 305 325 435 41 225
PAEE{H/P 98 104.5 109.5 138 130 121

2.5 Bl AR
2.5.1 JerE AR

10 giMFEA I KL EEIG, WMAu. Pt. Pdi)
R EAR/N, Z180.25 mghi A, IS A4 16
MR, IBEYIMERNY mg, BTLMERERIL
AN, SR PUERR Rk, DGR R R], 98
T R, HIRAFIITE 2R E . AR K 5> 5 G2 b
2 e 1E A /N N @2 mmx 1.2 mmx0.5 mm.
252 Bk

PRrk LN RFI G RN ZE R . BORIR L RE =
LR A AR A TR P SR T =, e R AIRFE 78 K
ik, FEZARRYI R R TR T, KRR
R E R 2 o FRIAL IR D/ INTE 52 00 A 0 i 45 5t P82 1Y) ()
B, R RE R SO . S, 7ERSCHAR
NS0 ngfJAu. Pt. Pd, {FHASFEAHETEERIE,
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R AR L ASR12 A

Ro R HMIEFELK
Tab.6 Spectrographic current choice experiments
HLIL/A 8 9 10 11 12 13 14
AuiZEBE/P 54 62 68 70 70 71 65
Prilh 2k B fE/P 13 17 20 24 26 25 21
P HF/P 60 70 75 78 80 79 74

2.5.3 HESLHSA]

FELB AR 23 )28 A5 50+ 500 ngffJAu. Pt. Pd,
HAUNAZI2 A, SR FH @2 mmx1.2 mm*0.5 mm
MM BL /N AR, Bk RERE S sAEARR RS — Ik, W&
LR A, IE o R KINL, WL,

5 10 15 20
Sl /s

1801
140k

Pdff) A /P

5 10
RR )/

160 O=500ng
&g ®=50ng
=120 Omsng
2 g0l
Eﬂ, 80» o
LN
= .

0 L
0 5 10 15 2
TSI ) /s

El1 Au, Pt. PAd/NERIRZER BHLE

Fig.1 Evaporation curve of small electrodes of Au, Pt, Pd

RIESZIR 45, MAu. Pt. PARI TR SR/ T
50 ngftf, =JCEIE10 sHIEARZE R L. MILERY
9500 ngftf, Au. Pt. PA=JCEE20 sHIEK T
4x. Rk, BB A% E 20 s.

SRR AN ER 27 ST i A7 N e B =5
Nk g A, T DUR RO R A A . H A
(AR BRI, AR (A PR S R e ok, A2l
BAFRE, ZiEmBTIRI R . Ziiek 5 4 (A e A
N3.2 mm.

2.5.5 WHZS(A]

FH T A7 VR F AR U 1 2 5 0 1 75 S5 A
HEATIE, DRI G i S 5 A PR R B A A . AR
WREAERSH, RREREERIEIS~20C, &
S [A] A4 min A EL o
2.6 WYEEM

AR AR UG R A e, — R AEAS BRI AH
B P I B A B AT ER R, B SRR AR A Bk
FEERIRE. WIEAu. Pt. PAHIRE D HHOLRERE 2
R s, ATV AR I R G0 55 /ME Sk
W RBUEAERR B A E HAr, HIREEERSR
EAER B AMEFRRL .

T A1 22 48 % FH 8 A6 48 |5 S 56 BT 52 B o okl £
GBZ-IDGIE AR A RS E . GBZ-ID'G 3 AH AR )
A AR JFE B BT AR R3NP L, $R1E
FIRX YI7 I3, LLAZIT m AR FE A,
FRAR T 25 2 (5 5 2t R ISR O & /M
SHUBCR, SRJ5 HA/DFE e N AL T S Ab
B, ARRACT S5ILWIE S RA WAL, il 75
HERHLA I S i 28 B P S RORAEFR T . HE i@ xt
FHAR 143 BT 0 28 (0 AH A5 AT IR AT 9. D215
B SRR AR, I8 DRI S 28 35— [# 2 PR
AL RS PN RN S . ITEARRME RS,
VAR W e 2 A 00— 5 YL TR PN R BT A R 4 s A B
BIVE R FEAL BN G0 ARYE K ETE BN T Au,
Pt. PA%5IC R IELEFRHIE IR FT, 23 B gmtl Au. Pt
PAd=JC R SRR, WhRTIMEER, &%
IS 1E = PRAERE /T

B2kl B bR 2R BT 4R,
RISZ 1. 2 432k ysem, F TID6 & B ShAE
BOHTERESRIN E . EARAERSH, 1. 2. 3.
A LRI S KA LA B N AL AT
AbEE, Gl C L ECE T B, AT BRI R
2. AXPAr TR, RE AT RIHER S, iR
T 55/ME 5 BRI g
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By fr. fHD LS.

B2 Au. Pt. PAERESFTOGERCHMAFE
Fig.2 Software interface of spectral metering on

ultra-trace analysis of Au, Pt, Pd

2.7 FHLR

LA F T, Au. Pt PASEE T4 &4
AL R 21, 5 A BUKEE[-N(CH;), B 3
i SRR B B A B S A EL A FH 40 2 [ e R
TG b, TS 4 S AE AR B I AN AR B
FCR BT, ATk E|Au. Pt. PA%r &5 & 420 H 1,
W T RESEEFHRNE T, bEESTI
IS ER IR AT W B o
2.8 FHEMHR. A% ERHRE

PR AFAL SR S5 A N ARSI TTE, X220 i
HEATIE, DA AE 35 b v fm Z5 VB ks HE PR
() ) 25 R AR PR R B SR B A5 21 31 T R I HY
FRAUNO.1 ng/g. PtN0.2 ng/g. PdNO.1 ng/g. HUE
FAER J6 3= L BR AL 5 — AR HE W) i GBWO07288 .
GBW07289. GBW07294. GBWO07340, 1ZIEF: 5
VIR, SPAT ATl E 120k, HRE % . HERE S
BT, dRRW, LR IR FEEE.
FEE 3 2 X A R A 27 1 2 T BT SR

3 F@matr

HERRARE10.0 g & T8, B TRIR S 3k
i, THEFI650°C R he BULAHD, KL EIA
250 mL&EAF 1 H110 mL/KIERE, FIMA30 mL HCL,
10 mL H,0,, $i57, BT R AW I i 2 A
25mLAE A, BUR, AH, IALEMME2~3 mL,

PA], JE10mine. JIZKZE100 mL, #8251, Z219{3]
NI AR BREAE L A ERU SF A, g, DA
T RESEI k. MR IERT. NRTTUE
o, AOENEESHEREAR, TREERES,
W HUFRES P Au. Pt PARIIINGE .

R BEFRFEDFEAu. Pt. PADTER R T IERREEE.
W
Tab.7 Analytical results of standard samples and precision,

accuracy tests of the method

- W XEER
. ST AT MR P AR e
R ‘ i
WH & fHmg fHmg ZERE/%

RSD/%
Au 0.90 1.05 16.7 27.1

GBW-
12 Pt 0.26 0.28 7.69 23.2

07288
Pd 026 0.25 -3.85 20.5
Au 10.0  9.80 -2.00 21.1

GBW-
12 Pt 1.60 1.78 11.2 222

07289
Pd 230  2.15 -6.52 20.5
Au 1.80 1.50 -16.7 25.1

GBW-
12 Pt 147 158 7.48 242

07294
Pd 15.2 153 0.66 18.5
Au 230 2.00 -13.0 25.1

GBW-
12 Pt 0.62 0.65 4.84 222

07340
Pd 0.68 0.72 5.88 20.5

4 ARFESPXTE

B RHE 22 48 9 2K 2 BT LR 10 S A s sk Ak
FREE T Aus Pty PA BT EUE 5 R AT 0 %
10N EES AT AT b, 25 SR ILR8. K8
ICP-MS(1) %4 e [E B Bt th BR Ak 27 BIF 58 B 55 U5
WEA TIOR8, o riE Asmile s %,
ICP-MSJ3E; ICP-MS(2)%4# i v [E AL e v F 4L
S FUATIRAE, TR ORISR, BT A T
B, ICP-MSHllE . 50K, RIEFRSITE
&S A TE . SR 7 v E 1
TR A . sy 1 OjFF i 34N 7 20 At 45 SR AH L
TEER KR, TR SFEMISIEAR A K.
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Tab.8 The results table of different analysis methods

BB Au/(ng/g) Pt/(ng/g) Pd/(ng/g)
AyL ICP-MS(1) ICP-MS(2) A¥&  ICP-MS(1) ICP-MS(2) A¥&  ICP-MS(1) ICP-MS(2)
2001 6.9 7.18 7.46 9.1 6.19 6.57 119 14.16 9.65
2006  10.1 8.47 7.87 72 6.38 5.14 5.4 10.68 12.18
2027 19 2.49 0.79 10.0 9.06 9.32 3.7 4.95 3.74
2031 3.8 9.91 3.12 13.3 13.01 10.51 4.6 4.42 6.34
2034 4.0 4.88 4.12 115 12.23 9.54 6.9 4.72 7.46
2037 42 6.01 5.85 15.0 17.52 17.45 10.0 7.17 11.1
2054 5.2 3.24 7.21 7.0 9.24 22.8 5.1 423 9.02
2057 3.6 5.95 9.57 15.7 14.58 16.67 8.4 10.09 12.71
sy8j 5.8 5.50 5.46 12.2 12.59 13.62 8.8 5.58 491
syloj 3.4 27.86 5.67 13.1 11.02 4.92 5.3 23.8 9.62
5 %“LE‘ ICP-AES and fire assay preconcentration[J]. Spectro-

KHARBIE SR, AR S SR—A
JEWAEIE € B0 A8, A R il A A
ZEME, TR RS R R IRAR. &R
e A AR AR

SRR ARYE 52 R P4 R AE S5 AT VK 13 75 Hh X 8
SR MR ORI ZRR T XA
HRAcEE . B BRI TR, BRI
B AR XV R 76 TC R M BRAL 2T H 3
MTCERMIR MR ARHEYI R SR RS
R, RWAMERESRKRER, BRihEREaKR
BLE90% LA L, pRERCR R AT

X RHCRE IR i, AT RIRAE R e
R, AMUEEHFRI AT, M. B, FH
FERE I 2 DX A IR AL 2 T AR B B 20 R K
A DAEH s g = 4t
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