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EosAat I8 MREERAFSEMN ik, BONAKGEERA 0.0031~1.16 ng/mL, #fk Atz
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Determination of 18 Trace-impurities in High Purity Platinum by ICP-MS

LI Guangli, HE Jiao, ZHOU Shiping, FANG Haiyan, ZHU Wuxun, SUN Qi, FANG Wei, WANG Yingjin
(State Key Laboratory of Advanced Technologies for Comprehensive Utilization of Platinum Metals,
Sino-Platinum Metals Co. Ltd., Kunming 650106, China)

Abstract: The interferences for Cr, Si and Au produced by polyatomic ions were eliminated by reaction
cell technology and the interference with minus equivalent concentration method. The other 15 impurities
were determined directly by intemal standard correction method. The samples were dissolved in
HCI-HNO;. Under the optimized conditions of measured isotopes and intemal standard elements, the
matrix effects were investigated and the method for the analysis of 18 trace-impurities in high purity
platinum was established. Determination limits obtained ranged 0.0031~1.16 ng/mL for 18 impurities. The
recovery of standard addition was in the range of 85.7%~119.8%, and the relative standard deviation (RSD)
was 1.76%~4.50%. The method can be used for the analysis of 4~5 N high purity platinum products.

Key words: analytical chemistry; inductively coupled plasma mass spectrometry (ICP-MS); reaction cell
technology; high purity platinum; trace impurities
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ERT PR HATINE s HARAZ S TIRR T E R
P A FRA AR AERE B R E

1 SER

1.1 AR R TERM
HLEGHE 5 55 3 T (X (ICP-MS, Perkin Elmer

300D): R EA A ATIEE; HUREEHE; A
B4
1.2 THEsH

RF IZ 1300 W; 55 &R & 18 L/min;
HENRALE 1.2 L/min;  S46<0E 0.78 L/min.
1.3 &5

EAEI ST N Op Vet iy SRR O P e
T AERHNRE AP ERE ST 1.0 mg/mL &t
T AT R SR R A R A BRI A OB ARE)
1.3.1 4K

HLFELZ A 18.2 MQ-cm, HI milli-Q H4li/K £4:
Hl4%; AHER A MOS Z¢;  EhER I Priddat,

132 1R AR

o B BUR R N 1.0 mg/mL 1] Pd. Rh, Ir.
Ru. Ag. Bi. Cr. Cu. Fe. Ni. Pb. Mn. Sn fxifE
fiti % 1.0 mL F 1000 mL ¥R B+, A 50
mL 2hiR, F/KWREZZIE. B . W 1 mL &
Pd. Rh. Ir. Ru. Ag. Bi. Cr. Cu. Fe. Ni. Pb.
Mn. Sn % 1.0 pg.

1.3.3 2NR A PRI

SRR EWRE N 1.0 mg/mL ) Mg, Al
Au. Zn bRAERESSUE 1.0 mL T 1000 mL ¥Rl 22 Bl
L, N 50 mL 2hR, KRR ZIE, WA, It
1 mL & Mg, Al Au. Zn % 1.0 ug.

1.3.4 3"bruEm

MEUREWRE N 1.0 mg/mL ) Si bRkl 5
1.0 mL - 1000 mL # RIS, I 50 mL #5 7%,
KRR ZIEE, JB2). BRI mL % Si 1.0 pg.
1.3.5 RA WAREWR

S BT W E N 1.0 mg/mL 1 Scv Y. In.
Re FrifEfif & 77K 1.0 mL T 1000 mL ¥R} 25 & 4,
N 50 mL #hMR, FH/AKMEERZIE, WA . WIHH
1 mL % Scv Y. In. Re %% 1.0 pgo
1.3.6 HIEERE TR

FREL 0.1000 g Al a (EFE AR, 10 & 55 (wp)
>99.999%), BT 100 mL HVUF ZIFmBEr A, A
3 mL ##2, | mL MR, (REMAER T, BA

100 mL ¥RV B S, I 4 mL 252, 1.0 mL &
A WPRER(.3.5), FKMERRZIE. B, i
WA RIS BN 1.0 mg/mL.
1.4 SEBHIE

FREL 0.10 g (F5#Z 0.0001 g)H1FE FHE 100 mL
RV KGR, N 1 mL B A1 3 mL 257R,
RIRIRE R4, ZE/MERL, A 100 mL %8
BEAEMAF, A 4 mL 3R, F/KEERNRL
MAr o SOPREE, & IR BRI 100 mL 2R B
L, NN 1.0 mL VRS WARE(1.3.5), HKMRE SR
ZIRE, AL, Rl FES LR, RIS
H
1.5 ICP-MS B4k

Cr. Fe. Si LAY AWHR, FE8NEKBi(DRC)
AR I e [FA 2 15 5582 s Pd. Rh. Ru,
Ag. Al. Bi. Cu. Ni. Pb. Mg. Mn. Zn Bl Y A
PR, 75 TE 8 TAERL T I e e R 25 145 5 5
Ir. Sn LA In NPIAR, EIEE TAEB @ K [F A7
RSS9 Au L Re NHFR, 1 N K
SRS T IE HRA 2= B SR,

FH AR 25 0 5 o 1 3 R0 AR 0V T )45 5
FE o HAXES E shgh Bk E .

2 ZR5h

2.1 FIRMBE RS H M

ICP-MS Wik I 2 W E 4, T AR
AT GAT G H ) )T DA A P S (R AL
R, A REDRIE 3t 45 R ] HE

TE 2B R AL BE b b, R 5 W) o e o 3R
DAl 7 N e A A0 e (S E A R N
PR AT, I AL A BATPHE
REZE O 0,7, CO,'. CO™. N N4, RS
Hl & A FH A7), W SHY. SO’ CI'. NOH'.
H0™%; DL EEFRMEAE T, WArO', ArH .
AIN'. ArOH". ArCl'. ArC'. NO'. ClIO"%); i&
A RN IR B R AT AR DA S AR T
TERTH. R0 A7 25 s & Tk % 5 R AL
FHMERIT . T RE TR TIARZ KA R
/NT 84 WIFRFI 2 R R 25, MR TF IR R A4, Fil
o SERSHEAT A o

A KRS, #EfFCER Cr % ArC T4
Si 3% Ny AN A B (KI5 SEARHFf 2 Pt.
Spt —E IR, T Aw ME A . LT
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FOR BN Bt AR B ArC™y Ny XX Cr. Si
ME e RS R A(H CHyy NHss
0y NLO ZAE NS, Bt N FI DUARAT o] 147
JRERE, A RO E N R, s
1 B IS ISR B ) B 5 5 P VT R Au OB .
it 1 ng/mL ) Cr. Au A1 10 ng/mL [ Si RHEZ M
SERK BRSNS KIS RATERSIE KR
RO SR 2°Si 4 0.2 L/min, #5H]23(RPq)
4 0.6; ¥*Cr 4 0.7 L/min, RPq N 0.45; "Au 0.4
L/min, RPq A 0.5,
2.2 JUsE FIALER R EHHE R

BT ICP-MS &R E TR AEAE 2.1 1R BIHIE
LT, B FHEREE TIERMT, A5
TLRIERE 2~3 MFAMLER, AL ICP-MS W& 77k
SR A 24 B R R E AT 2, HI/E T4
2k, FE | mg/mL SRV . MRIEA— 4500
LB ISR TR E TR N RE LR AR
TGk FR B AR AR L I R BRI E 45
B, PR REORT 0,999, HE 45 FEHnE K
TR . SRR T ORI 2 T 2 R R
BEHNE 1.

1 PE R H G

Tab.1 The selection of measured isotopes

2.3 FEAHEIRH

VP2 SCHRTRTE 2 B & P LR 38 2= s i Tl 2 AR
EAAIIE, R R X PR 4y
AR v IR R R A AN 2 —, AERT AR B
Fa, WK, WEINEASIEEE A, FiH
B e vk AR Pl SR W RRIE TR
Hhy v IR IAAR FN I 2N . %58 T 0.5~2 mg/mL Pt
PRI TG E I REA, 45 R B E Au il E A S,
XHRICEEMA K. FEE Pt EREN R
Gk, SISYFERS, METIER. SAF5E
KPR E, Bk e PRI EE A | mg/mL. Xt
Au B0 R NS s Rt A B S5 R0 B V2T B
2.4 PRIERE

K PIBRIE AT b s IR AR T s . 552
THFRTCE Scv Y. In. Re 25t L4408 /M E
F, SEES AR R R EIR N 1 mg/mL, &4
MZE BRI E /3758 5+ 100 204 40 ng/mL,
FWFR TGRSR BN 10 ng/mL, 525645
RHNTE 2.

# 2 5K Y X Mg, Al. Cr. Mn. Ni. Cu.
Zn. Fe. Ag. Pb. Bi. Si. Pd. Rh. Ru. Ir Zf#
TR AMEYE FHWI R, In % Sn. Ir ¥ME2AE I B 2,
Re Xt Irs Au #MEAE I 25 Sc % Si #MAE I &,
B B TE NG 2 20ng/mL I 3 A KA FMEAE

JUE O OFEH | ok WEH | otk REN Mo BTlL. ASLEIE Y 9 Pd. Rhy Ru. Ag. Al
Pd 106 Al 27 Pb 208 Bi. Cr. Cu. Fe. Ni. Pb. Mg. Mn. Si. Zn ]
Rh 103 Bi 209 Mg 24 Fr; In A Sn. Ir fIAR; Re A Au FIPAR. XA
Ir 191 Cr 52 Mn 55 IR SR LT 1 i%48, Seie g R RN
Ru 102 Cu 63 Sn 118 NI EWRELE 10~50 ng/mL YA, H0H %00
Au 197 Fe 56 Zn 66 AME ARG RS, H & B R B T IR E ] R
Ag 107 Ni 60 Si 28 FIANFHIEETIL, ASCEHFNFRTTE Y. In. Re
I B 5 WA 10 ng/mL.
x2 NIREHE
Tab.2 The selection of intemal standard
OuE PRI R WERMEE uR | ARRMERE L
Rk /(ng/mL) T Rk /(ng/mL) T Rk /(ng/mL)
7 J(ng/mL) Sc Y In Re| — /ngmL) Sc Y In Re | /mgmL) S¢ Y In Re
500 5192 4989 — — 500  — 5519 9291 — 500 4582 5592 — @ —
Me 1000 7725 7657 — —| . 1000 — 10551726 — | = 1000 1027 1084 — —
2000 — 2394 — — 2000 — 21.08 32.96 — 2000 — 1972 —  —
4000 — 4396 — — 4000 — 41.89 6470 — 4000 — 4056 — @ —
500 3.748 4.635 — — 500 — 5324 9226 — 500 — 9524 13.67 —
o 1000 9384 9426 — —| 1000 — 1079 1814 — | 1000 — 1179 1665 —
2000 — 1780 — — 2000 — 2154 3463 — 2000 — 23.64 3553 —
4000 — 3466 — — 4000 — 43.06 6839 — 4000 — 4424 6673 —




534 ZHREE: ICP-MS EE maig 18 MR ERTITER 63
K2
OuE PRI R WERRMEE WOUR RS
Bk /(ng/mL) Y /(ng/mL) kS /(ng/mL)
/(ng/mL) Sc Y In Re|  /(ng/mL) Sc Y In Re /(ng/mL) Sc Y In Re
500 5421 5222 @ — — 500 — — 4742 5.749 500 — 3830 5490 —
N 1000 1247 1237 — —] 1000 — — 6898 9419 1000 — 7346 1035 —
2000 — 2183 — — 2000 — — 9291 19.47 2000 — 13.69 2055 —
4000 — 4289 — — 4000 — — 23.15 34.67 4000 — 28.10 4236 —
500 6.088 5864 — — 500 4983 4998 — @ — 500 — 5327 9228 —
5o 1000 9750 965 — —| 1000 10331042 — — | 1000 — 1078 1813 —
2000 — 1731 — — 2000 — 1963 — @ — 2000 — 21.64 3480 —
4000 — 3475 — — 4000 — 4130 — @ — 4000 — 4328 68.76 —
500 — 5882 8458 — 500 5439 5234 —  — 600 — 6.171 6.182 6.621
ag 1000 1286 1814 — 1000 1060 1052 — = |0 1200 — 1231 1244 1204
2000 — 1958 3943 — 2000 — 1940 — @ — 4300 — 23.10 23.27 23.46
4000 — 3970 59.88 — 4000 — 3968 — @ — 4700 — 47.12 4752 47.42
500 — 6152 8802 — 500 5799 5234 —  — 6.00 7.296 6.687 3.224 —
g 1000 — 1139 1604 —| 1000 1093 1052 —  — | . 1200 1460 1339 8822 —
2000 — 2161 3243 — 2000 — 1940 — @ — 23.00 2581 23.96 18.02 —
4000 — 4403 6636 — 4000 — 3968 — @ — 41.00 42.02 39.51 30.86 —
Ve —ARRBA R BAT TS A A
2.5 ZRFUTE A H R iAL:
1E FIRAER AT, bR HIE TR %3 RATRKHR
2%, M 1 mg/mL F1I3EAE N 2 HAE S J UG A Tab.3 The detection limits of impurities
1 [ 2R R AU AR ) R A, AT 11 R T i BR T i BR
W THEbRERZ, VAR 2R 3 5 AE N TR ' J/(ng/mL) /(ng/mL) /(ng/mL)
fr B . Pt A& 4 0 2 RS B PR 73l 51 T 36 3. Mg 0.15 0.0031 Ag 0.037
2.6 AEURE SR E R Al 0.17 Bi 0.021 Ru  0.0054
FREUEIZEAR 6 17, &7 0.10 g, — = A, Cr 0.030 Pd 0.025 Sn 0.12
FIAN 5 By IMANAS RS AR AR RV, %A A Mn  0.031 Cu 0019 Ir 0.020
PG AT, SR NER 4. K 4 T, B EFE Ni 0.021 Zn 0.11 Au 0.41
i TCER HINAR TSGR A 85.7%~119.8%, Au SR Pb 0.085 Fe 0.027 Si 1.16

BN LA S SRR BN B R AE 85% LA
o BENE I AL SRR 2 B X HERR L 1 EER

R 4 SEFEMEREKER

Tab.4 Recoveries of standard addition in synthetic sample

W ARME bsE N B e ARE bsE WEE BeR| e ARE hibsE WEE Eeg

GilvAS /(ng/mL) 1% |[FfLE /(ng/mL) 1% |[FfLE /(ng/mL) 1%
0.504 3.559 101.0 0224 0.431 105.8 0.497 0956 112.5
504  9.089 1198 5247 5519 1014 4971 5.864 110.0

XMg 3.050 972 1333 1057 | 'Pd 0.194 1047 1055 989 | ®Zn 0397 9.584 9.625 96.3
19.74 2394 105.8 20.03 21.08 1043 1946 1731 869
4125 4396 992 40.10 4189 104.0 40.68 3525 857
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W ARME bsE N B e ARE bsE WEE BeR| e ARE hibsE WEE Eeg
GilvAS /(ng/mL) 1% |[FfL /(ng/mL) 1% |[FfL /(ng/mL) 1%
0.505 5.045 119.4 0222 0308 114.7 0212 0.590 108.0
505  9.425 987 6219  6.09 965 4997 5490 102.6
YAl 4442 974 1488 107.1 | "'Ir  0.086 12.40 13.02 1043 | "Sn 0361 9.633 10.35 103.7
19.78 2501 103.9 2374 2161 90.7 1956 20.55 103.2
41.34 4575 99.9 4752 4746  99.7 40.88 4236 102.7
0226 0.303 987 0.52 2272 1052 0217 0.514 100.5
5321 5408 100.1 5258 2835 117.6 510  6.052 1129
Fe  0.080 1026 1212 1173 | ""Au 22.17 1049 33.02 1035 | *®Bi 0296 9.82  11.39 113.0
20.83 2257 108.0 20.07 4164 97.0 1994 2161 1069
4353 4373 1003 40.18 56.84 863 41.68 44.03 1049
0221 0485 107.2 0212 0.188 88.7 0224 0275 1125
5.183  5.592 103.1 4976  4.635 92.1 5237 5327 1013
SCu 0248 1000 10.84 1059 | *Cr 0.050 9.592 9.426 97.7 | '™Rh 0.023 1045 10.78 102.9
2031 1972 959 19.48 17.80 91.1 1999  21.64 108.1
4245 4056  95.0 4071 3496 858 4002 4328 108.1
0219 0.529 104.6 0215 0222 963 0222 0308 1108
5.141 5.880 1085 506 5234 103.1 5.184 5324 1015
"Ag 0300 9908 10.86 106.6| *Mn 0015 9.746 1052 107.8 | '“Ru 0.062 1034 10.79 103.7
20.12 1958 95.8 19.79  19.40 98.0 19.79 2154 108.5
42.05 3970 937 4136 39.67 959 39.61 43.06 108.6
0212  0.936 920 0225 0232 90.7 s800 6866 1133
5.04  6.089 106.1 5281 5366 101.1
08pp 0741 972 1033 987 | °Ni  0.028 10.18 1162 1139 | Si  0.179 120113391100
1974 2094 1023 2067 2239 1082 2296, 2396 103.6
4125 4096 975 4320 4339 1004 10983931960
2.7 HEREE # 5 ARFEA0 ng/mL)J LR (n=11)

2 BRI 27 51(99.99%) B 22 7= it A fE (70 1 BN
L FE R E B RIRMER 0.001%), HHHEA
TIONARAER AT S5 o B 11 43, 1) FeAh N J%
JRICES 10 ng/mL, 23T 11 RS,
Gt BHE AR B e 22 (RSD), G RIIANTEK 5,
MFE 5 ATLAE 11T I5E 1 RSD 7E 1.76%~4.50%
PN
2.8 SEhrfE e

% 1.4 WFETTIE, FREURE S g AT A B e
I+ 5 ICP-AES 75T T XL, 45RFIANEK 6. K
6 FI WL, 2 POV E AR BT R NS REAW) & . (H
ICP-AES 71 H T IR A 0.00025%, 1 ICP-MS X}
VFZ U Z A H R AT LA E) 0.00002%, AL, 7EUL

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

e MEF  RSD | E W~  RSD
FftrgE  BME% /% | BEfiE BE% /%
#Mg  0.000941 3.11 || 2 Bi  0.000802 2.20
7TAl 0.00100  3.71 || '®sn 0.00106  1.76
SMn  0.000855  2.11 2Cr 0.000885  2.43
SONii 0.00105  2.02 | '%pd 0.00103  2.49
8Cu 0.00109 241 | '“Rh 0.00103  2.51
*Fe 0.00100 1.88 | “lr 0.00126  3.26
57n 0.00100  2.64 | '“Ru 0.00106 231
"Ag  0.000831 1.84 | '"7Au 0.00102  2.44
28pp  0.000748 227 || si 0.00130  4.50
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Tab.6 Determined results of real samples 1%
R N140401010 YM140214
MELE ICP-MS  ICP-AES  ICP-MS  ICP-AES
Cu 0.00020  0.00017  <0.00002  <0.00025
Pd <0.00002  <0.00025  0.00031  0.00032
Rh  <0.00002 <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  <0.00005 <0.00025 <0.00005  <0.00025
Ag  <0.00002 <0.00025 <0.00002  <0.00025
Al 0.00011  <0.00025  <0.00005  <0.00025
Mn  <0.00005 <0.00025 <0.00002  <0.00025
Bi <0.00002  <0.00025  <0.00002  <0.00025
Cr <0.00002  <0.00025  <0.00002  <0.00025
Fe <0.00002  <0.00025  <0.00002  <0.00025
Ni <0.00002  <0.00025  <0.00002  <0.00025
Pb <0.00002  <0.00025  <0.00002  <0.00025
Sn <0.00002  <0.00025  <0.00002  <0.00025
Mg  0.000084 <0.00025 <0.00005  <0.00025
Zn <0.00005  <0.00025  <0.00005  <0.00025
Si <0.0005  <0.00025  <0.0005  <0.00025

[X 1] R 2% Jo 25 S RE RS 15 2 SE VR I 2 . [RIR,
FK BRI HE— B B#K, ICP-MS E0] L A2 41
EE 99.99%~99.999% [KIRE i 24 B 5E o

3 4

(1) ASCHEH B4 AT 7 72 R [R) I DR s g
i 18 MuE, % AlL Rh. Au. Bi. Cr.
Cu. Fe. Mg. Mn. Ni. Pb. Ru. Pd. Ir. Si. Sn.
Ag Fl Zn,

(2) AN LT HRHE0.2~40 ng/mL)[A] Ui
N 85.7%~119.8%, REMS STIUFE 23 BT (I HERR I 22
T ¥ B AH X6 A v e 25 (RSDY N 1.76%~4.50%, 5
ICP-AES k4T Hb#¢, ICP-MS il 2 & & KT
0.00025% ) % i1 45 AL AW & . W TR T
ICP-AES 2%, 7] LA /250 5 808 99.99% LA I it
IR GE -

(3) ICP-MS & #RiEfEH, 45 RUER, Hit
eI, irtud. WETR2MER I GB/T1419-
2004 [E 7= AR T 24t & .
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