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Determination of impurity elements in high purity gold by ethyl acetate extraction-ICP-MS

HONG Bo, CHEN Yong-hong, LU Xin-gen, SU Guang-dong, YANG Xing, ZHANG Yue, YIN Chun-yu
(National Quality Supervisition and Inspection Center for Gold and Silver Products (Changchun),
Changchun Gold Research Institute Co. Ltd., Changchun 130012, China)

Abstract: The gold matrix was extracted and separated by ethyl acetate solvent, and 31 impurity elements

in high purity gold were determined by inductively coupled plasma mass spectrometry (ICP-MS). The

extraction rate of gold was more than 99.9% when gold solution was extracted by 25 mL ethyl acetate in 1

mol/L HCI solution. 31 impurities were divided into 4 groups with #*Sc, 13Cs, °Tb, '87Re as internal
standard elements. The method has a detection limit (DL) of 0.25 pg/L, limit of quantitation (LOD) of 0.83
pg/L, precision (RSD, n=12) range of 0.31%~5.97%, and standard recovery ratio of 95.3%~109.2%. The
method can satisfy the determination of impurities in 99.999% high purity gold samples.
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1.1 50 R R

R (p=1.19 g/mL, L 4l). fHFE(p=1.42 g/mL,
RRLE). IRETR(EER: TR 7K=1:3:4). FRRRVEH(1
mol/L, h&k4l). 4R LER(ZA 1 mol/L #hREEHUG
R, R, =S (9>99.99%), FaliK.

5S¢, 133Cs, 19Tb, 8Re VR A WFRIAW: Sc.
Cs. Tb. Re #KE5r 714 0.1 pg/mL.

TRAPRERI: RN 0.1 pg/mL, AT&ILEN
Ag. Al. As. Ba. Be. Bi. Cd. Co. Cr. Cu. Fe.
Ga. Hg. In. Ir. Li. Mg. Mn. Mo. Ni. Pb, Pd.
Pt. Rh. Ru. Sb. Se. Te. Ti. TI. Zn 3t 31 Ffr,
1.2 UEETIESH

KM% Mg, In. U, Rh. Ce. Pb. Be. Co10
ng/mL FES RO AR & S 80T Ak, A
SER IR 1. S WK S CHROE i 2RI 38, e
ARSEBG T gLk, BTk 2.

R 1 S EE

Tab.1 Optimized instrument parameters

REE 2 WEl | st WEl
AL AR 0.97 L/min | ¥#1<(Ar) 13.2 L/min
BT ERHE 70V | ZALEWE 1.0 L/min
EBTREHIIR  1000W | FEEREE 35 r/min
o P4 Jok v HL 900 V PR 1] 30's
RSB BEE  -1500 V

R 2 Y5 R IR LR

Tab.2 Determination of selected mass spectrum lines

TR EH | onER REH | TR REH
Li 7 As 75 Sb 121
Be 9 Se 82 Te 130
Ti 47 Mg 24 Ba 138
Cr 52 Al 27 Ir 193
Mn 55 Mo 98 Pt 195
Fe 57 Ru 101 Hg 202
Co 59 Rh 103 Tl 205
Ni 60 Pd 105 Pb 208
Cu 63 Ag 107 Bi 209
Zn 66 cd 111
Ga 69 In 115

1.3 A ET b

K FH 6% TR R ALK = 4l & R PR R 2 R RN
0.8~1.0 mm, &M, HAF 100 mL LEE(1+1)kEdt
R 10 min, W2 OB, maiK R Z ik,
A 100 mL #EBR(1+1)Z& i 5 min, % ERIAER, H
F 2tk s S ks, BUH BT I AR AR5 & H
1.4 iR

1) BEEWAR. FREX 2.0 g maligikke, s
0.0001 g, BHAFEE T 250 mL BeAFH, JIA 20 mL
RETR, RIEINAE SRR, (CEARZE R
R EA AT RA ST ), TFAEE=ER.

2) FEA AL . HERER (1 mol/L)F A Vi
(Z) 10 mL)F2 2 125 mL 43 00% -4, TIA 25 mL
LIRCHS, KL 30s, HESE, AYMHARRA
mol/L)Jeik 3 IR, FRRFERL 30 s, BESZE, KA
It AIERAFHIIAN 25 mL 4R 205, BEE
FRAPRAEN M, & A OKA R RAR, IR
IR 4EZR 2 3 mL, HERR(+19)%FEZE 100 mL
M, N 2.50 mL P FRIEW, HRR 2205,
B2, BRI,

3) TAERIZR ). #HL 0. 0.50. 2.50. 5.00.
10.00 mL A FRAEEW, 7 E T —4H 50 mL A&
M, FERRRO+19)E R EZIRE, IMANIRETR, 7
A7, BB Z 435175 0.00+ 1.00. 5.00- 10.00 F1 20.00
ng/mL {1 RYIFRE TAEEW . F ICP-MS #EATI 2,
I 153 B4 T 3R 5 N AR TG R R FE L AR A
PALKR, BRI TG R IR B R A bR ) TAE 42

4) BIRIE o RE AN 2 TR S
ICP-MS BT E, @ s il ot 2 5 W AR ot
FI TR LR, T E A il 2R L AR BRIk
FEAE, tHERE TR ES .

2 ZREWR

2.1 FERGIRESF

R R MR EE A 22 i B il
A BT SOR-BA BHTA LA HUKAH
BT AR, ARAESCIRIGE, B TR
U7~ W T HEER AN LR IR 452 7T IR AC I 4l 5
i R AR (S LR B R E AP AE), 1% Bk
1.3~1.4 Frid ERIEL B, RADINAR B 7 ) 4
A HLARBGRREAT I 1%, 2 JC MR 2.50 pg,
ZERBIT R 3,
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Tab.3 Recoveries of standard addition for different extractant

1%

He AR Frl R il AR

A =) H A =) B 7 = F
K G Tam ™ | VK Zw e % o | SR om Taem O g
Li 101.1  85.7 98.2 83.5 As 88.6 1063 1052 75.6 Sb 95.4 984 1024 789
Be 96.6 98.1 98.3 102.4 Se 105.5 117.5 1009  90.2 Te 98.3 98.1 99.1 98.5
Ti 100.3  113.7 984 88.5 Mg 1022 120.8 984 119.6 Ba 100.1 983 89.6 89.4
Cr 94.1 98.8 97.9 78.9 Al 1024 979 99.3 89.0 Ir 98.1 118.4 989 89.5
Mn 102.7 98.1 99.5 82.7 Mo 101.3  99.1 98.3 93.0 Pt 98.3 95.4 97.0 88.1
Fe 1009 89.0 109.9 120.6 Ru 1052 962 106.1  90.0 Hg 100.2  80.1 99.0 78.3
Co 102.5  97.1 97.2 99.0 Rh 103.6  96.1 97.1 89.9 Tl 98.2 97.3 96.8 78.9
Ni 108.6 749 96.3 85.6 Pd 100.7  91.6 98.9 89.5 Pb 97.3 1009 983 89.8
Cu 100.1  98.1 97.6 96.4 Ag 100.7  98.8 97.7 88.8 Bi 93.2 98.8 98.3 88.1
Zn 98.3 98.6 1053 109.3 Cd 98.2 99.2 1003 923
Ga 105.6 104.1 983 87.2 In 974 100.1 1053 844

XPEEE 3 HE, TEAE . HER R T RN 2
S 1 i [P 3  N rlTv- ) 1 v 1 0 S |
90%~110% [F] FI SE56 T% H A5, AidE A F R A EL R
aigr, LRI CBR CFRTE SRR R & H RIFW)
R, EO ARG B ] 2T, [FfR
PIREFEHITE 90%~110%[7]. BT Bk R A, M
TR E LR G IR O CERTENZERG .
22 EEGARAE

R A FH S s T RE H AR AN 2 SR v
BiPE. %08 1.4 SRR D IR S AR
B, AR E 125 mL 0RO ETR S
RN 5. 150 20, 25, 30 Fl 40 mL 2R 2. g
AEGH], M 1.4 R AR P RAT A,
KIGJE TR e KA R AR e R, &
JER BN, ZHCE 3508 35.12% 80.50%-
99.23%- 99.93%- 99.96% % 99.91%. [ FHFZ,
IR CERRIE N, FERUSCRIREIE N, SREARRY T
AN IR ORI, MBI &R 25 mL
IR B KRR, W€ R AR RGRIR A &
425 mL.
2.3 HBANRIRERIRE

RS RETE RN TUAZRIR . ERRA KR E
1) SR B 4 5 M A LA BRIAE A U & ) B
R, HEm S EH bR T 0 R AN R e A N 2K AR
B, BT LA I Y R A A A DN v A 4 P 2R
JLERMEEMRE R %M 1.3~1.4 DREE, W4
WS R IR A o0 R, EKREN 12.5
ng/mL, %L [ TS AR 2 515 051 1.0, 2.0 F

3.0 mol/L I 2B, 45 SR LU Ui e i T 3R
%, &R5TER 4.

M 4 R LLE Y, BEAE AR A RERE 3G K,
BRI BUA RBRE N 3.0 mol/L i, #B/y c&Rn
Fe. Ga. In. Mo. Te %51 [RIUCRE A B B AR AT S
Fihb, malig R WA R LR W Ag. Cu. Fe LE,
HLAE 0.5.2.0 A1 3.0 mol/L ZEHUAA A it g & v L [
R I ARIEE] 90%~110% I B R . Zeidxfbl, 2%
HWURR 24 1 mol/L B, 43 70 2% [l A 6 1 il 2 0K
AR 2 S R BRI, AR A R R
ARF=AE TR, FUAEIUA R RN
1.0 mol/L.

2.4 WIREBR LS

P BRI B AR e AR A ke RS AN A T R A il
ERRIREN . IEFE AR GRS, R ArHRE SR L
FAEMTGERT A bR G R MR, @i 51 A B S
BRI ST W FR G R IIESRE, K ©Sc. 'BCs. Tb
J $TRe % 4 FOGERIERNNIRILER, MARSR X
4 PR TCER AT FON B, 0 & A i B 5.0.10.0
F120.0 ng/mL FIFFIN TG F IR S AR BTN E, %1
iR 1.3~1.4 WP, BRERFANRITREA
Al s & R ARG R AR EICR GG, K S Rt
AR AR TG ZR T I 5 T A 45 -

I 4 BN bR G R IE BT IRE, BRI 31
FPOGERN 0 4 DMBEBL, WARITGZE R/ : 1) Lis
Be. Ti. Cr. Mn. Fe. Co. Ni. Cu. Zn. Mg. Al.
Te HIEAENFRICEN “Sc. 2) Mo. Ru. Rh. Pd.
Ag. Cd. In. Sb. Ba. Pt [ ENRILE N 13Cs.
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3)As. Se. Ir HIRAENFR TR A Tb. 4) Ga. Hg.
Tl. Pb. Bi HJfFENIRITERN ¥Re. RN, HI# S5
A, CRA B, 31 R AR R bR IR
ILF] 90%~110%HIER, 318 IR 7o 2 1k 4 A Xl
EH,
2.5 JFEkrH R

TEIEE 1) ICP-MS S A4 T e il bn itk i 28
BT TG bR HE 2640 3¢ REBHI AT 0.9995, X 11
U BE S ARG AT S e, 31 Mot R AT
510 € {8 f = (1A Mg TR, BIPP-3{E A 0.058 pg/L,
AR Mg T2 HIARAE R 22 o B K, BRR i f 2=

4 0.083 pg/L, LA Mg JGE 2 HRIIZE R 3 i
(bR AR 22 AR R 7 A HBR(LOD), BA 10 £ (45
HEAR 2215 N 5 0 BEBR(LQD). WA 7921 5 34
HFR(LOD) N 0.25 pg/L, J5i%EZR(LQD)A 0.83
ng/Lo
2.6 JTIEREE EAERE

IR R 1.3~1.4 MEREDIR, XEaisd 31
FhOCFEBATIARSLLS, R IARIIE 12 Ik, H5T5
RS R ERUERE . R 6 WTLLE W, Ak E
FE(RSDY N 0.31%~5.97%, MERIEIE N 95.3%~
109.2%, 5 iFKE %5 5 T e 5 R 008 i R A DU R

R 4 AR IR R KOINAR E KR (p=12.5 ng/mL, n=4)

Tab.4 Results of standard addition recovery (p=12.5 ng/mL, n=4) under different acidity of extraction system 1%

F HCI/(mol/L) F HCl/(mol/L) FEm HCl/(mol/L)

TE 05 10 20 30 |[B% 05 10 20 30 |JBE 05 10 20 3.0
Li 100.5 107.5 1035 93.0 As 110.0 107.0 940 101.5 | Sb 90.0 96.0 84.0  93.0
Be  99.0 101.0  99.0 100.0 | Se  98.0 1070 963 1150 | Te 88.0 107.0  89.8  100.0
Ti 98.3 97.5 923 91.8 | Mg 920 98.0 98.0 100.3 | Ba  90.0 103.0 958 918
Cr 98.0 98.0 96.3 94.3 Al 98.0 96.5 925 920 Ir 90.0 99.5 95.0 943
Mn  89.5 95.5 91.8 91.8 | Mo  88.0 95.0  68.0 13.3 Pt 98.0 101.5 950 918
Fe 80.0 109.0  85.0 16.3 Ru  83.0 100.0 86.0 87.0 Hg 888 96.3 84.5 16.3
Co 985 96.0 93.5 93.3 Rh 955 93.0 938 938 Tl 99.0 98.5 933 933
Ni 90.0 97.0 93.5 92.0 Pd 950 940 873 86.3 Pb 88.0 99.5 913 92,0
Cu 823 96.0 88.5 87.0 Ag 870 93.5 758 743 Bi  100.0 103.0 93.8 87.0
Zn 88.0 94.0 90.3 80.8 Cd 908 93.5 913 905
Ga 905 95.2 90.4 85.8 In 90.0 95.0 945 70.0

R 5 WIR-IMAKIE B 2R (n=4)

Tab.5 Recoveries results of internal standard addition correction method (n=4)

1%

g A&/ (ng/mL) WEE | e A&/ (ng/mL) WiE | s B/ (ng/mL) AR

TLE s 10 20 HER |LER s 10 20 BER (TR s 10 20 EER
Li  10L.1 989 977  %Sc | Al 1004 1059 1075 *Sc | Pt 981  99.1 1000 'Cs
Be 966 1031 101.6 *Sc | Te 100.8 102.8 983 #Sc | As 936 1060 1035 '¥Tb
Ti 1063 1022 1005 *Sc | Mo 101.6 992 980 'BCs | Se 1055 1037 108.0 ' Tb
Cr 941 958 997 %S¢ | Ru 1016 1013 973 ¥Cs | Ir 990 989 990 '¥Tb
Mn 1027 1000 1001  *Sc | Rh 103.0 982 974 BCs | Ga 1048 1061 1055 '$Re
Fe 1003 1097 1089 #Sc | Pd 1004 957 970 '3Cs | Hg 1010 968 101.1 'Re
Co 1003 977 1003 “Sc | Ag 1009 988 101.1 '3Cs | TI 990 975 981 I!$Re
Ni 1014 984 1003 “Sc | Cd 1036 1026 101.6 '3Cs | Pb 979 986 990 '¥Re
Cu 1049 986 1015 “Sc | Im 10L5 1007 100.1 'Cs | Bi 974 978 986 'SRe
Zn 1067 1078 1005 “Sc | Sb  105.1 1040 101.7 '3Cs

Mg 1038 1073 1045 *Sc | Ba 109.5 964 938  13Cs
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Tab.6 Precision and accuracy tests of the method (n=12)
o O L T AR
JCH (ng/mL) (ngfmL) /% || JLE (ng/mL) (ngfmL) /% | L& (ng/mL) (ngfmL) /%
Li 10.00 9.85 1.08 98.5 Al 10.00 10.54 3.64 105.4 Pt 10.00 9.87 0.96 98.7
Be 10.00 10.26 1.82 102.6 Te 10.00  10.23 1.62 102.3 As 10.00 1055 3.71 105.5
Ti 10.00  10.18 1.22 101.8 || Mo 10.00 9.88 0.89 98.8 Se 10.00 1032 2.22 103.2
Cr 10.00 9.54 343 954 Ru 10.00 10.09 0.60 100.9 Ir 10.00 9.85 1.10 98.5
Mn 10.00 9.96 0.31 99.6 Rh  10.00 9.78 1.61 97.8 Ga 1000 1056  3.77 105.6
Fe 10.00 10.92 5.97 109.2 Pd  10.00 9.53 3.50 95.3 Hg 10.00 9.64 2.66 96.4
Co 10.00 9.73 1.98 97.3 Ag 10.00 9.84 1.18 98.4 Tl 10.00 9.71 2.13 97.1
Ni 10.00 9.80 1.47 98.0 Cd 10.00 10.21 1.49 102.1 Pb 10.00 9.82 1.32 98.2
Cu 10.00 9.82 1.32 98.2 In 10.00  10.03  0.18 100.3 Bi 10.00 9.74 1.91 97.4
Zn 10.00 10.73 4.83 107.3 Sb 10.00 1035 2.42 103.5
Mg 10.00 10.68 4.52 106.8 Ba 10.00 9.60 2.96 96.0
3 %‘ijﬁ and prospect on preparation of high-purity gold and silver

1) XTHLRM, 48R ABRiE A T2l e 4
MIZEE A 25 o ZEHUR F A R R AT R B 1.0 mol/L,
LB OTER RN 25 mL, BEEF 99.9%PL E )44l ik
PEVEREEL 5

2) {E ICP-MS JEH, #EH 4Sc. 133 Cs. °Tb.
187Re %5 4 MRIBLEAF NN TGER, ¥ 31 FonE s
N 4Sc 4. (7 Li. Bes Ti. Cry Mn. Fe. Co. Ni.
Cu. Zn. Mg. Al fl Te), '3Cs (45 Mo Ru.
Rh. Pd. Ag. Cd. In. Sb. Ba flPt), 'Tb Zi(fy
5 As. Se Al Ir), '¥'Re ZH(Ga. Hg. Tl. Pb fll Bi),
MEHHERaE, *F0~20 n/mL 245 76 = K R F 1
AL 90%~110% 3K o

3) KA LR LBEFEE-ICP-MS W ARIEIEAT &
afi G AR G PE , JTIERT H RN 0.25 pg/L Al
ERERDHN 0.83 ug/L, J7iEREHERSD, n=12)
4 0.31%~5.97%, HbrEIEEN 95.3%~109.2%. J7
RRRER K, (B 5B J7iEAH B, 32 ke mRs 2 5
FRAC T TR PR, 97 45 =99.999% i 4l 4 i
a1 BRI T

S 3R -

(11 5k MJF, ROk, a5 malie. B O IR
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