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ICP-MS ZMES4tEd 18 MREFRFETE

BAE, B, a4, 7 OB, AT 4, A%, b O, ZEit
BN (T IR A ) B R 2 P R 5T 5605, 2 650106)

B OE: ARSR(EBR-AR)EM S kiett S, 3T WABASF B TR iE%(ICP-MS)N 7 & 4k
P 18 NRAAF Tk, AT RAEMNT M4 A RA-EEEXMZ Pt. Rh. Ir. Ru. Au. Ag.
Cu. Fe. Zn. Ni. Mn. Mg. Al. Sn#=Pb, RAREAEXMNE Si. Fe F= Cr(BR AL A4 0.2,
0.3 #= 0.7 mL/min); XA MAFRER G476 £5 M, L+ Mg, Al. Zn. Ni. Mn. Cu. Ag. Rh.
Ru #= Si vA Sc A A4, Fe A Y A AN 4F, Sn. CrA=Pb¥A In A W47, Ir. Au. Bi. Pt A Re A M 47.
M2 B AFHRMA LRI TF 09997, Fikte kA 0.0061~0.85 ng/mL. 3t & shtetf s+
18 ANE R AZBATNE, AAXAREAR £ (RSD) A 1.38%~6.11%, AnAFELE 86.2%~118.8%, T it &
AN~SN & shde = St % 2R

XA oA FE; BRABASFE B TR E(ICP-MS); R A AEAK(DRC); &Hihte; RETLM
FESHES: 0657.63 XHFFIEE: A XERS: 1004-0676(2017)04-0049-07

Determination of 18 Trace Impurities in High Purity Palladium by ICP-MS

LI Qiuying, GAN Jianzhuang, LI Lixin, FANG Wei, HE Jiao, FANG Haiyan, SUN Qi, WANG Yingjin
(State Key Laboratory of Advanced Technologies for Comprehensive Utilization of Platinum Metals,
Sino-Platinum Metals Co. Ltd., Kunming 650106, China)

Abstract: After the sample was digested with mixed acid (hydrochloric acid - nitric acid), eighteen
impurity elements in palladium were determined by inductively coupled plasma mass spectrometry
(ICP-MS). Under the optimized experiment conditions, the analysis of Pt, Rh, Ir, Ru, Au, Ag, Cu, Fe, Zn,
Ni, Mn, Mg, Al, Sn and Pb, was performed by normal mode whereas the analysis of Si, Fe and Cr were
carried out by reaction gas NH; mode using reaction cell technology at the flow rate of NH; gas set at 0.2,
0.3 and 0.7 mL/min, respectively. Internal standard method was used to improve the accuracy. Sc was
selected as an internal standard for correcting Mg, Al, Zn, Ni, Mn, Cu, Ag, Rh, Ru and Si, Y for Fe, In for
Sn, Cr and Pb, and Re for Ir, Au, Bi and Pt. The linear correlation coefficient () was larger than 0.9997.
The detection limits were 0.006~0.85 ng/mL,and the recoveries of standard addition were 86.2%~118.8%.
The relative standard deviation (RSD) was found to be 1.38%~6.11% for 18 elements in the high-purity
palladium sample. The method can be used for the analysis of high-purity palladium products of 4N~5N.
Key words: analytical chemistry; inductively coupled plasma mass spectrometry(ICP-MS); reaction cell
technology(DRC); high purity palladium; trace impurities
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99.99% ) oy 41 A I B 2% 5T e 3R 0 I AR Mk 3]
R, B S B TSR (ICP-MS) B R
JEr . A PR, ZerEVE e SR, A2 H AT EAL
WERITTESNRE T A, N+ =2,
R B Wb/ KON L (DRC) R Zi ) ICP-MS ilid <,
PRRb/ S, AR T TSR TR A
WA AR BRI A 2 R 3 T8, Ol
RERH T, ke 7 7 R
ICP-MS 5 ap v 18 2 c R Ik, (HxE
FI5E AN~SN 1) m a3 3T 41, HoRH A
TH RO ARFE S, TR TR R 2% . 2015 44
(AT bR 2SR F TCP-MS U 52 44T Fh 18 il 22
TEE, WAL AR S bR R 99.996~99.99%
FOAL, ST SN B aidl AR RE i 2l e EK .

FF AR ICP-MS e maiiih 24t R
IR AEL, AR SCAE TR DU SR 20 B AR r DA R - R PR VR
HIRIEAERES, RAZ SRS, B DRC #
REBHEE ArC™. ArO™. N, X4, 2k, fEdlE
fIggm, HAponE R Es e, EHZ R
P FR VBV IE AR R B A 578 A%, ] ICP-MS %t
AN~SN Al 18 AR E 2% i o 2 [FI I e

1 SEK#E

1.1 B EHTESH

LA & 55 5 53 X (Perkin Elmer 20 A
300D %Y ICP-MS); Milli-Q 8 4 /K HL(Millipore /A &)

ICP-MS X TAEZ 4. D)% 1300 W 5511k
SR 18 L/min; FliBIAIE 1.2 L/min; 2 HE,
M€ Siff ¥ 0.2 mL/min. %€ Fe ¥ 0.3 mL/min.
M2 Cr 24 0.7 mL/min; 8 RAE 3 Wk ME R 2
y\jl‘)SPt‘ IOBRh\ 19311_‘ IOIRu\ 197Au\ 107Ag~ 27A1\
29Bj, *Cr. ®Cu. *Fe. “Ni. **Pb. *Mg. *Mn.
"¥Sn. “zn. *Si.

1.2 &7

iR S UL AT M R, S IR0 T
%, f£ 1000 mL F SR B ECH], MAZRRE
124 50 mL.

1) 1NRAPRIEE: WE N 1.0 pg/mL K Pt
Rh. Ir. Ru. Ag. Bi. Cr. Cu. Fe. Ni. Pb. Mn.
Sn VB ATHER -

2) 2NBAFREE: WREN 1.0 pg/mL 1) Mg-
Al. Au. Zn JBEBW .

3) 3FRAE: WEON 1.0 pg/mL (1) Si VR

4) JRA WA : W 1.0 pg/mL ) Scv Ys

In. Re JRETHE
1.3 SERHE

FREL 0.10 g(F5HEZ 0.0001 )= 440 FE S 2 100
mL RIUS IRt d, A 3 mL ShE AN 1 mL A
TR, (KRN EIEMTE A, N 100 mL BRA &
A, I 4 mL 2R, /KPR SV SR IR o
FRBE, S IFVEEIE 100 mL RIS, n
A L.OmL A NRER, FKRBEZRZIE. B,
FRllo FE AR FE S, AR fOR7 2 . ICP-MS
T 52 A 5 AT B F 7R AR R

2 ZR5hR

2.1 FRIEFIRAERBIE R

TEHERRMANES TAE AT, BRIk
2~3 NRGEE, EAL ICP-MS Jll5E J7i2:.

FEsFMETImAMEEFEFTFmas T
ICP-MS W EE ST, it TESHmT
A 3 A [ 7 2R ) 32 36 e R P o 4 T S T
Yo EMI)G Feu Cr. Si 1552 ArO". ArC™. N,
sem, HRnREAREMM. KH DRC HAXS
AT Fes Cry Si AT TRIE. HE T ARG
R @A A DRC AT 545 30K (BEC)
2R, %t Fes Cr. Si K& DRC B FIEH
P 2 PR EAE, SR ILE 1.

1 WEFRLROEREHIRE

Tab.l Background equivalent concentration(BEC) of the

determined isotopes (g/mL)
Ffi% BEC |Ffiz  BEC |Ffz®x BEC
195pt 0.053 Ag 0.11 8Cu  0.016
"%Rh 0.002 7TAl 0.40 Ni  0.059
931y 0.009 Mg 0.36 "83n 0.11
YRy 0.002 Mn  0.015 zn  0.023
7 Au 0.15 2B 0.017 208pp 0.10
“Fe 0.0415ZSRC) Cr 0.0425.(1]§RC) S 0.729(2315&)

H# 1 A, 7 DRC #:0F, fRMICEK Fe.
Cr. Si 1) BEC {6433 1 W 0i3%, X Uik H DRC
FRBEA BOE R C R TS T WMo FEATT
PLHIJEEK Pty Rh, Ir. Ru. Au. Ag. Al. Mg. Mn,
Bi. Cu. Ni. Sn. Zn. Pb 2463k 5@ = 5 s
%t F Fe. Cr. Sii%HA] DRC fix.
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2.2 RGBSR
SNSRI PR/ R DRC TAEYERE)
R, BEEIGE T oo R B RS
FHRE . FARPETRE R TIAIR: 45
QAW . EHBR TR R E 58
FEZ 4, FECRBERERK. SCKH 1 ng/mL
] Fes Cr F1 10 ng/mL ) Si bRt H%2 7T A
WIERT Fe. Cr Al Si [ BEC [HI520 .. 45 5% W, Si.
Fe 1 Cr 1) BEC B 502 It 18 0 18 K T 328 e
K, HESWMES 5N 0.2, 0.3 A1 0.7 mL/min Hf,
Si. Fe 1 Cr B &K BEC. H& e 7l Si i
Z/AUIE 0.2 mL/min, ##H]Z38(RPq) A 0.6; Wl Fe

K2 WIRTLRHEH

ISR N 0.3 mL/min, RPq N 0.5; ] Cr &
S 0.7 mL/min, RPq N 0.45.
2.3 WHRERIEREETR

BT mEaifih5H KR Pd ALK, ERE
AT R P AR R RS T o X S AN
RS IE, R A 2y e ARl M R szig
%M Scv Y. In. Re AWFRIGE, LI F 34k Pd
BB E N 1 mg/mL, BN &R0 2% 57 66 5
WX 5N 1. 5. 10 A1 40 ng/mL, & WNHErcRN
NHI R EIREN 10 ng/mL, %% 7 WRIcE N3
NG SRR IR IR EER . S RECE 1)
[T S 56 45 SR A T3k 2,

Tab.2 Selection of intemal standard element /(ng/mL)
g6 AR P B 20 52 1B TG AR P FR bl 52 1 g6 AR P F b Al 52 1

R BWKE Sc Y In Re|H® BKE S¢ Y In Re | H EWKE Sc Y In Re
1.00 0951 0.695 — — 1.00 1.056 1.051 — — 1.00 0.770 1.053 1.122 —
500 5086 4567 — @— Al 5.00 40912 4756 — — | o 5.00 2945 3.615 4762 —
10.00 1002 9214 — — 10.00 10.17 9.218 — — 10.00 5.083 7.150 10.06 —
40.00 39.79 3690 — — 40.00 3935 3648 — — 40.00 20.18 27.74 39.13 —
.00 1034 0898 — — 1.00 1.051 1.042 — — 1.00 1.016 0918 — —
500 5236 4740 @ — @ — . 5.00 5260 4.660 — — 500 S5.164 4703 — @ —

Mn Ni Cu
1000 1001 9241 — — 10.00 10.17 9.19 — — 10.00 9.881 9.265 — —
40.00 4056 37.11 — — 40.00 39.37 3638 — — 40.00 39.62 37.02 — —
1.00 0911 0901 — — 1.00 0.830 1.094 — — 1.00 0.926 0817 — —
500 4616 4512 — — 5.00 4.841 5.125 — — 500 5.001 4789 — —

Zn Fe Ag
10.00 10.02 9.38 —  — 10.00 8.923 10.05 — — 10.00 10.13 8264 — —
40.00 37.65 3059 — — 40.00 34.73 43.12 — — 40.00 41.89 3630 — —
1.00 — 0.749 1.020 1.419 1.00 — 0.693 0.723 0.898 1.00 0.873 0.917 1.034 1.070
Pb 5.00 — 3.730 4.961 6.284 Bi 5.00 — 2.890 3.537 4.588 Sn 500 4.03 4.314 4.778 6.840
10.00 — 8756 1048 15.34 1000 — 5.63 7.263 9.481 10.00 7.983 8.452 9.932 13.82
40.00 — 26770 37.26 52.79 40.00 — 21.53 28.63 36.56 40.00 31.48 31.97 40.51 52.24
1.00  0.821 0.861 0.921 0.941 1.00 0971 1.030 — — 1.00 0.983 1.055 1.379 —
Pt 500 3970 3.035 4.567 4.675 Rh 5.00 5.042 5.101 — — | ru 5.00 4962 5.042 6.505 —
10.00 6.560 6.460 8.276 9.756 10.00 10.22 10.25 — — 10.00 9.678 9.773 1249 —
40.00 28.00 25.74 32.81 39.97 40.00 40.23 4032 — — 40.00 37.83 3833 51.02 —
1.00 — 0941 0.919 1.080 1.00 — 0.596 0.872 1.095 1.00  5.807 8.755 8.598 —
Ir 5.00 — 4523 4717 4.980 Au 5.00 — 2783 3.604 4.385 Si 500 11.26 16.34 1581 —
10.00 — 6991 8.269 10.17 1000 — 5211 6.915 8.551 10.00 21.99 32.13 30.71 —
40.00 — 2428 31.44 40.04 40.00 — 19.81 26.56 35.48 40.00 4426 6391 6240 —

2 EERKRY], LL Sc AWARICER, TR IE
FAR%F Mgy Al. Mn. Ni. Cu. Zn. Ag. Si. Rh.
Ru M Y AWIRTGER, WHRIFRIERAEXS Fe
T4 In NAFRICER, WRIFRIEEEAXT Sn.
Cr. Pb HF#: Re NAIRITER, FIRUIFR AR
X Iy Au. Biv Pt )+, #ukH ik Sev Y. In

Fl Re TUERTRA WA IEI 5 15 R BRI T4
2.4 B R AN T VA H PR

3 WIBEH) 0. 0.2 1.04 5.0, 10.0. 20.0 1 50.0
ng/mL [ KAV T RARMER ZBI, 1% Fid ik
S ARSI TN e, SamlReHE 2k . HUAm &
R 1 mg/mL EHLESENE 11 K, B0 e 458 3



52

pal:

38 %

FE bR 22 (SD) BT 0T B B BEAB N 25 T 3 I 7 VAR
H PR (Detection limits, Xy), A HFRAT 3.3 5 751k
W52 T FE (Detection limits, Xg)o J7i2H) 2t a

FHRZREL o PRANI e RS R AR 3. kR 3

R 3 RFTCRARH R

Tab.3 Detection limits of the impurities

AP, SRR ER BIAH R REGE AN T 09997, %
R TC & S RN 0.0061~0.85 ng/mL, ¥l 5%E T FR
4 0.0000020%~0.00028% . 5 4= /& 4N~5N = 2li4
o 18 M TR B AT EEK .

S Ei) eMEARSE RHRRG)  WE FRR || S G SMAHX RHROG)  WE R

/(ng/mL) X)) /(ng/mL) (Xp)/% v /(ng/mL) X () /(ng/mL) Xp)/%
Pt 0.2~50 0.9999 0.045 0.000015 Cu 0.2~50 0.9999 0.011 0.0000036
Rh 0.2~50 0.9999 0.0061 0.0000020 || Fe 0.2~50 0.9998 0.035 0.000012
Ir 0.2~50 1.000 0.014 0.0000046 || Ni 0.2~50 0.9999 0.012 0.0000040
Ru 0.2~50 0.9999 0.012 0.0000040 || Pb 0.2~50 1.000 0.043 0.000014
Au 0.2~50 0.9999 0.037 0.000012 || Mg 0.5~50 0.9997 0.074 0.000024
Ag 0.2~50 0.9998 0.039 0.000013 || Mn 0.2~50 1.000 0.020 0.0000066
Al 0.5~50 0.9997 0.12 0.000040 Sn 0.2~50 0.9999 0.056 0.000018
Bi 0.2~50 0.9999 0.019 0.0000063 || Zn 0.5~50 0.9998 0.048 0.000016
Cr 0.2~50 0.9999 0.015 0.0000050 || Si 5~50 0.9997 0.85 0.00028

2.5 JiEERRE

PREEEEAR 6 4, B3 0.10 g, — M8 H,
TIEN 5 A IMAASF & BRI AR AR, A2 A LR

&, HRWEK 4. WK 4 TTLUEH, &R RN

TREAE B G BEATINGE ,  FUANAR RIS 325 5T VA HE R

R 4 SRFEMERE KR

Tab.4 Added standard recovery of the synthetic sample

ISR AE 86.2%~118.8% 22 [8], AEMLIH & L FrkE i
SRR S AR

W ARME bsE e Bk | e ARE bsE WEE B ) W ARE dsE WEE Bk
FIfL R /(ng/mL) /% (RN /(ng/mL) /% (RN /(ng/mL) /%
0.510 2756 117.6 0.190 1.910 114.6 0.449 1365 94.0
1.054 3240 102.8 1542 3297 104.1 1585 2516 99.2
XMg 2.0156 5838 7375 894 | Pt 1.692 6.873 8352 969 | *Zn 0943 6918 7.934 101.1
1037 1143 894 1852 1897 933 2584 2528 942
41.65 39.80 90.4 40.04 4089 979 39.57  40.04 988
0.509 1.874 115.1 0269 1.502  96.7 0251 1.056 107.3
1.056 2306 96.4 1306 2550 100.2 1.096 1.880 99.7
AL 1288 5479 6.067 872 | Ir 1242 5424 6.174 909 | '®Sn 0.787 5062 5466 924
1040 1041 877 10.83 1142  94.0 1009 1083  99.5
4231 4123 944 4275  41.06 947 4041 4154 1008
0220 1.049 976 0.196 1.137 947 0.196 0437 973
1.113  2.011 105.8 1.082  2.036 100.3 1202 1472 102.0
Fe  0.834 6162 6981 99.8 | "Au 0951 4998 5415 893 | *Bi 0246 4.989 5.080 96.9
1095 1251 106.7 9.992  9.998  90.5 9.996 10.15 99.4
4455 4819 106.3 3930 38.13 946 39.92 3974 1005
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#:3% 4 (Tab.4 continued)
W ARME hbsE WeEfd Bk | e ARE bsE WEE B ) e ARE WbsE WEmE o Bk
GilvAS /(ng/mL) /% |Ff & /(ng/mL) /% |Ff & /(ng/mL) /%
0215  0.520 108.0 0208 0.644 105.7 0260 0.516 108.0
1.085 1.289 923 1.041 1497 103.1 1262 1365 895
BCu 0288 6.008 5927 939 | ZCr 0424 5395 5634 966 | 'Rh 0235 5241 5273 96.1
10.67 9.713 883 1035 10.06 93.1 1050 1034 963
4344 3962 90.6 41.10  39.13 942 4193 4046 959
0213 3201 102.0 0212  0.155 979 0.190 0214 994
1.074 3910 86.2 1.057 1.034 102.7 1.162  1.194 100.6
"Ag 2984 5951 8.614 946 | *Mn -0.052 5.854 5.800 100.0 | '"'Ru 0.0253 4.823 4816 993
10.69 1434 106.2 1040  10.01  96.7 9.664 9.546  98.5
43.03 4884 106.6 4176 4056 972 3859 3843 995
0248 1.652 96.6 0219 0320 99.7 4889 1141 1188
1206 2.547 94.1 1.104 1.153 952 9.932 1686 113.3
pp 1412 5.006 6.431 1003 | Ni 0102 6.114 5864 942 | *Si 5603 1511 2171 106.6
10.03 1147 1003 10.86 9.966 90.8 20.03 2759 109.8
40.05 39.12 942 4421 4086 922 4323 4986 1024

2.6 HERERE

2 W 47 41.(99.99%) ] 7= AR i (Fe VR B A
F U E R BN R KA 2 0.001%), FREL 11 47
A, Ry 0.1 g, FEFEMACEE RN . A 10
ng/mL Pl yc R bR 4B AT 5258 . 23 kAT 11
USEINN5E , Geit T (AR bR HEfR 22 (RSD), 45
RINTER 5. NERSATLLEH, 11 IRIE ) RSD £
1.38%~6.11%JEH 4 .
2.7 FEmAHT

% 1.3 WFTTE, FREURE g AT A B S e
5 ICP-AES ¥:#T 7 XL, 4558913 6.

R 5 AHFEA0 ng/mL)JIE 45 R (n=11)

Tab.5 Determination results of the synthetic sample (10 ng/mL)

MsEFE W REE | e WEE R
g ¥ME% 1% g BE% /%
*Mg  0.000983  3.97 2Bi  0.00101  4.90
AL 0.00104  4.60 8sn  0.00103  1.57
“Mn  0.00103  1.38 2Cr 0.000915  2.53
Ni  0.00104 179 5pt 0.00103  2.49
$Cu  0.00107 251 ®Rh  0.0039 223
Fe  0.00938  1.46 000108 3.57
Zn  0.00121  3.67 YRy 0.00137  2.73
Ag 000117  2.39 TAu  0.00379  2.11
2%8pp - 0.00113  3.86 A 0.00226 6.1

R 6 KRR RAESR

Tab.6 Analysis results of the real sample

1%

FEf R > N150512002 N140214023
MEILHR  ICP-MS  ICP-AES ICP-MS  ICP-AES
Cu 0.00016  0.00025  <0.00002 <0.00025
Pt 0.00017  <0.00025  0.00027  0.00029
Rh 0.000046  <0.00025 <0.00002 <0.00025
Ir 0.00013  <0.00025 <0.00002 <0.00025
Ru <0.00002  <0.00025 <0.00002 <0.00025
Au <0.00002  <0.00025 <0.00002 <0.00025
Ag <0.00002  <0.00025 <0.00002 <0.00025
Al 0.00011  <0.00025 <0.00005 <0.00025
Mn <0.00002  <0.00025 <0.00002 <0.00025
Bi 0.000028  <0.00025 <0.00002 <0.00025
Cr <0.00002  <0.00025 <0.00002 <0.00025
Fe 0.00088  <0.00090 <0.00005 <0.00025
Ni <0.00002  <0.00025 <0.00002 <0.00025
Pb 0.00015  <0.00025 <0.00002 <0.00025
Sn <0.00002  <0.00025 <0.00002 <0.00025
Mg 0.000075  <0.00025 <0.00005 <0.00025
Zn <0.00005  <0.00025 <0.00005 <0.00025
Si <0.0005  <0.00025 <0.0005  <0.00025
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R 6 TT L, 2 PPkl e 44 o 2 1 45 R A
AW . {H ICP-AES VEREH TR 0.00025%,
M ICP-MS X ¥ £ J6 % M A% t R mT DLk 2|
0.00002%, [Flik, 70X TR 2% 5 5 fE Re s 15 21
HERREIME . FE, @R FRAE— DR,
ICP-MS 71T LA /2 485 8 99.99%~99.999% AL iy
IR GE o

3 4

1) AR W bRk S &S (DRC)H AR 4
Hiu 5w AR T FEARBN f Cry Feo Si 23 (RT3 .
ST 7 ICP-MS V2[Rl I PR g ey 24 18 AN J% 5
JUE, B Al. Rh. Au. Bi. Cr. Cu. Fe. Mg.
Mn. Ni. Pb. Ru. Pt. Ir. Si. Sn. Ag fl Zn.

2) FEAKIINZ T FRIE(0.2~40 ng/mL)[RIW R Ky
86.2%~118.8%, HEMESCHUFE W20 Ar FIAERRI &, 7
B AR TE IR ZE(RSD) N 1.38%~6.11%. 5 1CP-
AES TR, ICP-MS 52 & & KT 0.00025%
P g AV E . ME T RRILT ICP-AES .

3) ICP-MS MEERAEMI R, o5 Sk, EPErt
U, Sy Mok, Ml E e R A AE 5% 7 GB/T 1420-2015
B 5= b HE BT A4 TG 36, PTG 2 AN~SN s 4l
7 i ) e R

SR
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