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Experimental study of determination and separation methods of trace valence
gold and stone ink in soil samples by atomic absorption spectrometry
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(No. 1 Geological Exploration Institute, Henan Provincial Bureau of Geological and Mineral Exploration, Nanyang 473000, China)

Abstract: The effects of dissolution medium, liberation time, adsorption temperature and Fe’* addition amount on
the determination results were discussed in this paper. The best determination conditions were determined, and the
role of Fe’* in ore dissolution and adsorption was discussed in detail. A trace amount of valence gold was separated
and adsorbed by polyurethane foam. Gold was directly determined by graphite furnace atomic absorption spectrome-
try with thiourea solution to remove gold. The method is suitable for the determination of trace valence gold in
stream sediments, soil and rocks. The detection limit of the method is 0.01 ng/g, the determination range is 0. 03
~300 ng/g, the recovery rates of valence gold are Au’*97.3%, Au’95.8%, Au’98.9%, respectively, and the
separation precision (RSD, n=12) of valence gold is 7.3% ~18.8% . Determination of valence gold by graphite
furnace atomic absorption spectrometry can not only effectively inhibit interference of coexisting elements, but also
reduce detection limit and improve sensitivity and accuracy. Automatic sample introduction reduces labor intensity
and improves analysis and testing efficiency, thus suitable for testing large quantities of samples.
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TIEP ST A BB AREA), B
Db & NI & 4. LIRARAEMEHT,
& UMM A S 1B X CRAETTHLEE LA G IE 2O
MR VR AL IE S B 3% sl e R B B I EE R . B
HARE AU A, = CAw® D) FI— 4 CAu ) & 4T
B EZAN A . SAEH IR i b S =K H A A Y
A), — MR B A 4 4 BT A HE PR SR LG IR B 4 B
K H PR AR, £F 0. 01 ng/g /247 CREFAR, 1998), 4
HEAT 5 BT i 6 003 AT 43 9 ' 4, T R b 21 3
RIS AEIR S AT T 1E T 70 3 WA, BERE F5
(1993) AR U2 (2001 ) X 6 33 W Ay 25 42 1 40 18
HHAT THEE, SE &5 BAE W, R BRI X Ad’® H
B EEEPEW I, TR Au® y Au® AS AR R, JE 5 A
J& Au’ VA’ ARBETE R E L AuCl, ] B T4
¥, NI S BOCTE S G 3 4 . R R)
R B I8 7y B & SRS I Btk i &5 S & T
TRAT, FE LT Y 3R K )2 CRER AR, 1993 AEHA
HAE, 1995 VoHIHEE, 1997) .

A 235 1) SR P B 19 B i 7 WSO 9 v x4
GRS S 1 1 o el o L DAERSA M VI 2
B, BB 3t o T 22 AT 3 B0 1) 2 2R 1
FHE B B O Ao 1M A JH A 88 b J5 5 OO i v
(GFAAS) (W H %%, 2002; PLBEFREE, 2002; AHN
A, 2009 FALAE, 2010 W 5 5 AL IR FE 5 b )
PR G, U MO T AR T G v R R RN A R i A
(1 e 5, 3 TR B A IR 2 BTl o

DRI I 5 AR SCAE 1 A AF 9 96 58 R B 4 43 28 1 33 A
s R R DR R S R A S A R R
WRMSC DN 5 B it PR B A B S & 1Tk
FLATRS BRI ORG 25 55 v o B R R (S 1 Bk
L v A5 R A, R T AL R IS TR) P LR S 0 o AT

1 SERHR Y

1.1 MHERIIEEH

AAB00 A1 & 4 J - W e ol il A (36
PerkinElmer A 7)), 47 A2 Uit 2 2 1 5o 1 I KR
FHR IR B & AR E . TAE&AF: WK
K:242.8 nm, 4T HLIE 10 mA, FHiw 7 2 B KIh &,
Mg Ty R W VAR S% 0.5 nm, BEFE/RRL 20 pL. 1
S AP IR P A S A A AT D A

1.2 tREBRK
1.2.1 W& thrEss

SARAERE 4 V(100 we/mL) : FREL 4L 4x kv
PR 0.100 0 g, & T 50 mL HeAr, A0 20 mL B e
A TN K s il IF 25k & /MERR. B
A 1000 mL ZAEF, N2 g &AL 200 mL FK,
RKMBERZE A& . WP &SN
Au*t .
Au’ " BREFE (100 ng/mL+10 ng/mL): H 4 F5
HEAf 25 T, B RAREBC ] . 10% F KN

Au " ARMEA R (100 ng/mL) = 73 B4 bR fE il & W
(100 pg/mL)1 mL T 1 000 mL 75 &4, 76 pH =6
~T W INS5 % WAL R B 1 mL, H 10% #h
PR RE R ZI L, A% o

Au” FRUEFE 100 ng/ml,) OB G b T B W
(100 wg/mL)1 mL T 1 000 mL &+, JIA pH =
3.2 ~3.3 (MR S 2 i, NN 0. 03 o/ L SRV
1 mL, H] 10% 2R M ke 2 20 5, #5250 % H
1.2.2  FrUERHELH]

I3 B 10 ng/ml Au’* BRUEVE W 0. 0.0. 5.
5.0.10.0.25.0.50. 0 mL, & F 200 mL = i 5 1
A 20 mL 7K1 mL Fe’ " ¥, F KBk 42 100 mL,
FEAT G TON — B A B IR AR B R, B TR 4%
F#RG 1 he

S (A s CHS Y 9, H B SR K YE 259 3 B
R, H5 1, N EHERINN 10. 0 mL 6% IR W ARG
L HEE A, RN K PR RF 20 mine AR5 AL
RICK v R, FR A 2 =5 BALI e . Kk
BB EERR b, DU I R v VAR A i 1A
SO, Au®* ZR bR T AR TE 43 5 4 0. 0.5. 0.
50.0.100.0.250.0.500.0 ng/mL.

1.3 RXF

TR T R L IR R Y - 1T 10% R IRV il 24
h Ja AZERAKIEVE. I, & H

TRIREE 12 o/L) : FREN 1.2 g B lg, 7K Z
POAIR GRS 100 mL $t5) . BT BLAC .

R ACK HE (0. 2 o/L) : HERAREL 20 mg ARACK
H I CTMKD % 85 mL JG/K S, TN 0.5 ¢ =K
RN 15 ml LR, #2757, BT @6 bR AT

JREFEFIC200 g/ L), FALBIH (100 g/L) .

SRRV : FRE0.030 0 g ZL R T 400 mL /K
H, BN 1000 mL S, KRB R 205, #25
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AR 100 o/L) : FREL 485 ¢ =&ALk
T-500 mL BEFR A, B0 K 0 FGE AR e, K #ORE 2
1 000 mL.

PUR M RVEW: PRI 2 ¢ LA IILR & T 100 mL
B, A A % )5 » KRB 42 100 mL. H I
Bl .

S P AR 38 0k 43 i 4l S5 KO 2581
IKo HERRRE S BRI A R 38 b 22 4l ARSI i
FHAR AR AR AT REAT 25 (1 S 56, dn SAS I 2038 7710 4
EEAT 0.02 ng/g, BEATIRFEAL -

1.4 MHARTLE

AC’ T FREL 10,0 g L3RRS T 25 mL B,
FARIE D bbb, THEZE 650°C YK 1.5 h, BUL A A
Jii s BN 250 mL et DLKIRIE, N 1% #2178 50
mL. =S 1 mL, FEIIAN 0.3 g YBHR 1 h,
U VL 3 2 0 0, 90 R R PRV VR ) A’
Aut R Au® ASBE VIR IR B, R B AR . SR
MRS 1.2.2 LB .

Au’ s KEor B A JE VAL I8, 2. 5% Eh 1R
VRSV R TE Fe' ™ o JEMH I 10 mL F K 1 mL
AR, AR i G R A 50 mlL, 2 9E
W KIKRSE 20% , Au" 51464 Ad’ . AN 0.3 g ifd
P 1 h, BOHIR B PESE T &Ml S
1. 2. 2 5A 7]

Au’: AIEAE I 40 mL K1 mL =& 4k
VR, HL AR A A, IRFETE 1 h, B R ARTRYY
20 mL, HUF o FHKH B 2249 100 mL, A’ % 1L K
Ad o N 0.3 g WMEHRY 1 h, B S B kT
B, S MIfENOERE S 1. 2.2 DA
2 #iRk5ihe
HI T Au® VAW A Al U 2.1
~ 2.3 7TV R B B A T S B0 DL AT R 9 AT 5K
2.1 Fe'*IMAEHEE
BRI R I N T R e R R B T AR
T, AARAN A I & 58 A A A Aa® ™, Bl 36 5 R B
[T L e o R R O R -0 I [V | A A S =
[ AuCL ] B F4iMaRTarm M. JE Ad?
100 ng HIFRAEEEI 6 4, 43 7 A 0.20.30.40.100
200 mg —SACEREW InKFi B 42 100 mL, S
AT KRR 1 ng/mLo 4% 1.2.2 A5 J7 3047 4 0 i

it S0, = SRA B i N Rt v S W R A A S i D
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Effect of ferric chloride addition on gold recovery rate
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Fig. 1

SR 25 RR W, WA A =SB, 298
SR B Iigf J0 i bR VEV R TP A U 45 R I s B
= EA BRI R OB R TIE T A’ (R B
AE I s I KT 40 mg J5, WA T
Jed, AT IR EIA F] 100% o A T ARIE S B AR S
TR 4 1R T BN, AT VR IR B = AR I
4 100 mg.
2.2 HRTH IR B A
2.2.1 IR A R S

KO AR B A T, X 10 4 A’
100 ng br #EF W 93 B AE 03 1% 3% 5%  10% -
15% +20% 30% ~40% ~50% F KA, 4 1.2. 2
TSI VAT S, AN (R T AR R T v B B
R WL 2

Hnor

0 10 20 30

EKIKEE/%
B2 KR B <G Il 22 1) 5% )

Fig. 2 Effect of aqua regia concentration on gold
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M 5% ~10% o
2.2.2  YRG M H

WS £ A’ 100 ng B E# W, 1 0.0.5,
1.0.1.5.2.0 h AHRG A, # 1. 2.2 75 J7 34T 5%
5, A LI 3.
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Fig. 3  Effect of shaking time on gold recovery rate

45 R B 4 1A WL B 23 I 5 355 P T ) 8 K T 14
I ARG R 1 h S, W S B K. A
SIS EFEIR G IR R 1 he
2.2.3 WP

HUS £ Au’* 100 ng b fE S 0, 1E#E 10,20,
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Fig. 4 Effect of adsorption temperature on gold recovery rate
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KT 20°C Ja R iE T A o AN SEU0 R F VA R A b
S AEHETEI I N 29 50°C A F K 32 = B %
2.3 FRBKR
2.3.1 BRMRIKIE

BRI AT A’ A2 BS54 W B 3 9 o 1
A’ IR A G o B SIS AT T AN R R A
SRR R S, B 6 435 Au’* 100 ng bk ifE %
W F% 1. 2.2 TSI VR TR . B N 5.
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Fig. 5  Effect of thiourea concentration on gold recovery rate

B R VAR FEE LE 10 ~30 /1. 1) 4 i i 2% ik 5
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2.3.2 RIS T R A i Y S e (]
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Fig. 6 Effect of release time on gold recovery rate

SEHS &5 LW, fif I 8] 45 15 ~ 30 min B 7.
B T I ) 20 min LA B, Al I RIKCR A B
TEAHSE I BEA K. B 30 min 5 H T B B
WIRTIT IR 728 K, 22 1 B 7€ 45 Rl v 3 DA B S
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2.4 MAESFRERRESITEFAIEE
2.4.1 Au’ bRAER

SIS AN A 25 4 (0 3 PR B, 1 e
U % T SE AN RN A 0 S hr HE W . PR 25 TRV 9B
WS PS4, 3 I3 96 335 BT 1D 3 AR, AR R 3R A5 mT
SEMMN A S bR

Au’ 2 3 B E BN E PR TR AR E FPIRE,
MR BUE Au 1000 ng FRUEVE, 1%1.2. 1
T Au AR AL ) 7 VR AT R S 5, SRR AR
Kt Wi VAR R AN KT + 1, 34 JR 0 2R AT EL e, Bodls
*1.

R 1 EJEFRS IR B B 1 R0

Table 1 Effect of reducing agent on foam adsorption

selectivity
. M LMERE %
WIRFIARE AN E R/ ng
Aut Au* Au®
T AK A 100 66.47 33.53 -
Vi P M 100 0.14 92.18 0.10
KI+1, 100 86.40 9.40

SEHG R, FEVE pH AE N 6 ~7 BF, A 5% TE
BRIRANVAI 1 mL, 0l Au’* EEHA ) Au® . AL
B3 FEAEARHE R T OINN 5% MEAR BRANAE Ty I8 S5 o
N TIRFE Au® bRdER R RS E P, 2 B .
2.4.2 A’ PRAEEW

57 FH A0 S S 855 F A 38 T 590 T K A i 4
W AC T IR JE A Au®e $%1.2.2 55, ITANVA
i A, AR 5 FHOK MR S B 10% 3h R, LA
YIS IR B . S50 25 AR A’ [RICER 4y 03
0.2% F1'5.8% , VLW M I A’ IR RN
Au®, VI TR

N T BAIE IR JR A R T A 8 B R
AW KB E B AT SRR E S E
T FH AR ARG R K 10% K3, P40 9
Iy IR B o & B BH, 4 [ 4y il R 98. 9% i
90.4% o SEUEE FULH, bRiEfE &P Ao’ E SIE
5k AW’ Ad” TEMAGEAAE T, B m AR Ad®?
Bl SR B o SR AL JR AR T S B, SRR AR T
Jo B AEAE B0 B A AR T, AT {of 3 23 [ g R e
AT VIR B AR AE R T Aa” B R 8 SRR
AT ARAIE Au® SRS AR , BRvEE T D0 FH BRAC .
2.5 TEHSPNSEHEENE

T /b B ZEARE ) IR 1% D S 1 A 41 43 85 %

[ WAL S 6 SR FH - 438 0 N S A v v R T kAT . T
SEAEME 1.4 SERTTVENE T TR AN I B AR v
WIS Ad’ JAu” W Au® 5008 0.07.0.23.1 ng/g. 1E
DL S50 S DR N, B 2 A BR .
2.5.1 BRI A’ EICR

g A U T CUn A 2 A R A LK
SR ACT IR JFUK Au’, 5B A’ T IR
W A Aa® T RIS BRI, R W82 1 38 b 3k SR 4 1)
SO, IR — SRR 2 A P, 43 SRR 10. 0 go
—HIEAE 650°C B b KRR 1.5 h, LERIEHY)
T AT I bE . PALRE S R N A’
500 ng MAIFRAEF (100 ng/mL) , 4 1.4 J5 ki Bk
AT A0 bR RS G , 45 R 20 R W, RS9kt
R A’ 1 IR A 18, 5% , Ul L3 L
JAsem T A’ AR R A, VISR R
WE 4 RAR T SR BRIC Y G Ad’ T Rl R

H97.3% .
2.5.2  HIEFINAN Aut IRIKCR

48 Au”500 ng FIFREAT (100 ng/mL) A
)R R G 1.4 59 R BRI A’
Au' b Au’. SER A AR EIEE I Aut [H]
W34 95. 8% , T AL MY KR B FE S i Aut 1) (AT 2R
H76.9% (2), W Au* 52 %) AL P Is 5
g4 P
2.5.3  TEERIA AW BRI

K545 500 ng Au” BRSO N B W 4y 1 5
W% 1.4 TR A BTN S A AR [RDRCSE S
GERN 2, SIS SR B, (R 23 il A2 98. 5%
98.9% , Yt W4 1 S 6 55 A 8 S 8 TR R it ) 6 1)
N EINESTE S A1 SN
2.5.4  EHEPIINRA NS K RIBCR 525

FREL 10.0 g H3ERE T 25 mL (& (RIRE

F2 AFEHBZATAEAZENNS SRR
Table 2 Effect of different sample retreatment methods

on recovery rate of valuable gold

) A& %
FoGE  AEJE S NG R/ng

Au** Au* Au®
A K Hype 500 18.5 7.10  74.4
" Yags 500 97.3  2.70  5.00
Ag* Ake 500 0.10 76.9  23.0
Yl 500 0.30 95.8  8.90
Ay BN 500 1.40  0.10  98.5
! Jk 500 0.90 0.20 98.9
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Ty, T 650°CHR 1.5 h, BURA S, BIA
250 mL BEAR T, DLV, B IRRC IR Au ™ B 4
100 ng N T AEH, VRA) S BN BLEC ) Au® btk
YW 100 nge ARJE I Au® " AR UEVE I 100 ng, 2 1
BIORAE 50 ~70 mL, pH =1, I 1% 21 50 mL.1
mL Fe’ ¥, F A 0.3 g IR 1 ho %A CL
B AAE Aw’ " Aut Al I RDKCR 23 00 08 113, 4%
94.6% .96.6% . LKL RELW], LIEPIE R LN
% 2 ik, R0 IE T IR H VR A M A 4 TR A [T i R R A
KT 94% 5 Au’* [A1C 2R i vy 19 J5 BRI O ) g — 35 40
Aut ERACEIE R AL AT 0 R R T B R
Au " FE BRI T AL AT, B e I
KR 94. 6% , SN A A Au™ [FIWCRAT W%
B . DL ESEEG S R U, &AM S S B 5
Wi - 3ERE A RS, XS 3 R & 4T B
M. 4L Au® Au® B S AEAERS, WA= A2
B, AT AT A’ SEILAR 5. AR Aut AW AT
Iy M2 EIKA FARAL ) A’ FEIEAT I SR It

2.6 HMUHRSNEEE

HUARSIZIG 21 UCTAT I 1) 2 TR 45 R 4%
JE S5 3 A IR E S 22 VR A C A’ ) TR HY
FR 0.01 ng/g, BEATT LA A2 B IR 1 4 S H 2540
MTiEEsK

Bt 4 bR v R 51 0. 00.0. 50.1. 0.2.5.5.0.10.
0.25.0.50. 0.100.200-300.400 ng/mlL, | & I g
1 S5 R AR KT 300 ng/mLL T, JLUE
BN, it 2 R RE 2 A8 /)N U v 40 1R AR A Al 1T B
SRR SR BRI ZE 8. DR b 2 A 5 ¥ 1R 2
Ju 5 0.03 ~300 ng/g.
2.7 HEMEMBEE
2.7.1 K E

i1 N i Sl VT B T £/ B M I I
AEFRIFIE 12 . KB LIRS RILK 3. SR
B, AR CHIE B R oy S &4, e g5 R
(5 B i B, A B Au” K5 R 7.3%  ~
18.8% .

x3I HAWEEE
Table 3 Precision of methods

M4 5 5 /ng. g’l
s F¥IME/ng. g™ RSD/%
1 2 3 4 5 6 7 8 9 10 11 12
Ad®t 0.59 0.61 0.55 0.66 0.69 0.64 0.65 0.63 0.79 0.8 0.68 0.52 0.65 13.2
Au* 2.4 28 25 26 27 21 26 22 19 1.7 16 29 2.3 18.8
Au’ 9.5 9.8 10.9 9.4 10.0 10.9 9.1 11.2 89 9.9 9.7 10.1 10 7.3

2.7.2 JjiEXTH

H T BAEA TR HE M, 1B 14 1 TR AR
FE St W 25 45 20 o F ARV S BB W B A 22l i
VAR, 2001) F1 ICP-MS vEE4T T He#e. ik 4 v]
DL A% 5 9 SR PR~k 22 S 3 v TICP-MS 2 1l 2

SRR, Ul W ASVE TR ERLUT

2.7.3 LIEHNESUERE

HEATLI 52 Fdle 55 SRR (2822, 1991) Tl
HuRAE S a1 ng/g IR R R R MR R AR
G BRIR R )AL, Y VEE AR R AL ) 0 2R,

Fd4 FIEHIMER ng/g
Table 4 Comparison results of methods
G ICP-MS % ATy

B

Au®? Au* Au’ Au®t Au* Au’ Au?* Au* Au’
2012A9518 1.25 0.16 35 1.42 0.21 48 1.33 0.19 45
2012A9580 62.0 0.38 4 680 69.3 0.55 4775 64.0 0.49 4726
2012A9581 2.15 0.28 480 2.06 0.41 470 1.94 0.37 420
2012A9582 25.0 0.72 1981 26.1 0.95 2 001 23.0 0.90 1992
2012 A9583 0.75 0.67 72.0 0.92 0.62 91.6 0.84 0.57 86.0
2012A9584 0.78 0.31 90.0 0.76 0.38 106 0.70 0.33 100
2012A9585 0.30 1.0 4.60 0.56 0.96 7.22 0.48 0.86 6.80
2012A9586 3.30 1.15 4.00 3.25 1.76 4.98 3.2 1.55 4.80
2012A9587 0.18 1.15 7.50 0.24 1.33 7.11 0.21 1.25 6.80
2012A9588 0.12 0.62 35.0 0.17 0.53 46.5 0.15 0.44 45.0
2012A9589 0.40 0.54 5.7 0.54 0.68 9.8 0.48 0.65 8.4
2012A9590 4.00 0.98 30 5.77 1.36 22.9 5.62 1.30 21.5
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BRGS0 A S VA e R R
SENAH AR 23 M J7 A LE AL, SCR (S8R 5E,
1991 HAHAS IR 15 AR 3240 2 oD A R 0l 5 45 Rt

BV A R G (R A 85 RS RN S Au® 45 R
FEA W) £, A VE B AL Au® I e R T A
(%5,

x5 MEYMRNTSESHEESITERITE

Table 5 Comparison of valence state gold and phase state analytical results of reference materials

o o SCHR HH PR 05 AR 2 e AN ATy A& SN SCHRH AR B R < ATTIE DN E B4
bRAER T ARIE(E :
MEfti/ng. g™"  RE/%  WEfti/ng. ™'  RE/% W5E A/ ng. g~ et/ ng. ™' RE/%
GAu4 36 2 31.8 -12.00 30.0 -17.00 20.90 23.40 12.00
GAu-7 87 +4 63.3 -27.00 72.0 -17.00 54.90 50.6 -8.00
MGM-01 15 £2 13.8 -8.00 11.8 -21.00 3.10 2.50 -19.00
Xiong Zhaochun, Peng Zhenying and Zhou Yingfen. 1995. Separation and a-
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