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SILERET-ICP-AES JENMEST L EMHPHERITE

AR, HEE, T s, I O#, FiER, T 4K, B &
CRTH A AETRA T Ft e B o R AR E R & i, SIS E)ERAR, B 650106)

B OE: AR RAAT HIEL N A, FATERA &AM G MA%R47, A ICP-AES W& Aot ¥ 2R
AFE. SAARTIR. SRBRAE. ZRAETMTIELX. RESWAKFHRTT R, HET it
KA. HREW, RAGAREE, THRXRFLELSERIKE 50 pg/mL VAT, A ZOHBR4T
RRAAFAORIETH, FEBEAETEONELE, 2470 F 20 AN TE N AR AT
At Z(RSD, n=9)# 2.0%~3.5%, HArEXEAE 86.3%~118.0%Z [8], +Ti% RATIAM T 22 R &
ay M R,

K oATILF; ATIEH; BARARER; BRARSF B TIK-R T LA #EE(ICP-AES);, %k
FESES: 0657.31; 0652.6 NEAFRIAEE: A XEHS: 1004-0676(2020)02-0057-05

Determination of Impurity Elements in Ruthenium Compounds by
Oxidation Removing Ruthenium-ICP-AES Method

LI Qiu-ying, GAN Jian-zhuang’, WANG Ying-jin, SUN Qi, FANG Hai-yan, HE Jiao, XU Guang
(State Key Laboratory of Advanced Technologies for Comprehensive Utilization of Platinum Metals,
Sino-Platinum Metals Co. Ltd., Sino-Platinum Metals Testing Technology (Yunnan) Co. Ltd., Kunming 650106, China)

Abstract: Taking advantage of the volatility characteristics of Ru(VIII) oxide, ruthenium is removed by
fuming with perchloric acid, and the impurity elements in samples are determined by ICP-AES. The
influencing factors, such as the interference of ruthenium matrix, the amount of perchloric acid, the spectra
of analysis elements and instrument parameters were investigated, and the best experimental conditions
were determined. The results showed that the ruthenium content in the test solution can be reduced to less
than 50 pg/mL by adding perchloric acid to smoke the sample, and that the spectral interference of
ruthenium on impurity elements can be effectively eliminated. The method has a wide determination range.
The relative standard deviations (RSD, n=9) were 2.0%~3.5% for the determination of 20 impurity
elements in RuCl; samples. The recovery rates of standard addition were 86.3%~118.0% which can meet
the requirements of impurity elements determination in ruthenium compounds.
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HRTULER SR, ATCL, AN EE LG AR
B R

= EALET T AR R Fey Na. Ca.
Mg. Cu ZE4FI0EK, TWREBERERET ™ M brdel g
BRI Pby Fe. Cu. Na. Ca. Mg %58 IT %
LRI 2% 500 2 2 3R P O T Wl e ik R e
JER A B TR R R IR (ICP-AES) ™,k
SR IO TR R RS FrilE TAREfh S 2t
YO, AReFR X Z e milE S RIRME, AR
WIS TR, BB EEE HRET K
SHOGEE B o AT B WERR R . Bt VE 5
A Z TR ER RN e S5 i, #) 2 A T ET A
A% 55 4@ Pt. Pd. Rh. Ir. Au TH4FHI™E, T
HR[4-510F 78 45 SRR BHAS B[RSy /2 74 & A 4= i T
RONTESR. BRI G i E T R A B T R
A4 S5 BN 5E B 53 B 72 D SRR

A% < TR el i T Y SRS ARA T B 0
AR E MRS, AR & 55 B I RO e
FEHTT,  SRTISCH A R R ET BT 44 R 1
B, WA I ET R 7 AR R ) Ag. ASCRTIK
AERES, I E R E W, E I EMAE 5K
FIVUEALET 2 BT JEAA, B 70467 Bk A B bl 5 45 1
A2, F 7 ICP-AES v2: R Bl 2 &7 A6 640 H 4% it
TCER T,

1 £

1.1 A& TAEFM

8300DV 2 HLJBHE & 55 B TR R B ek (e
Perkin Elmer A H]).

ICP-AES M 3E 2 73 HrZhZE A 1.3 kW, Hidh
SEN 0.2 L/min, FHSJFEN 0.55 L/min, AE]
APMEN 15 L/min, FESPFETHEAN 1.5 mL/min; 4
LI WETARAR 4 TR [R]2M 35 s, FHATE ]
NS5s.

1.2 &7

1) #HE. SEERL R &S A (par)
KT 99.99%; SLEG FHK A IR ZEEK.

2) HILEMEM ST Pty Pd. Rh, Ir. Ru.
Au. Ag. Sn. Pb. Bi. As. Zn. Cu. Cd. Fe. Mn.
Mg. Na. Ca. Al. Ni 2% 21 M 8T KARUERE %
T, WREEIN 1.00 mg/mL, 5N 10%HCI (Ag
FrUEf 8 TR N 70%HC 5L 2%HNO3) . F 40
AT 99.99% 4 J BT AR 45, B A

HEFR A 25 T

3) IREFRHEEI 1. 3 FEE 5 mL Pt. Pd.
Rh. Ir. Ru. Au. Ag. Sn. Pb. As. Zn. Cu. Cd.
Fe. Mn. Mg. Al. Ni % 18 MHIGHIREM &
W, BT 100 mL A&, A 10 mL 2, A
IKFERERZIEE . VRA). SRV 1 mL 2505 Bk 18
MEMTTER 50.0 pg.

TR B ARAE R ZE VMR TR BE 43 3119 0+ 0.10. 050,
2.00. 5.00. 10.00 pg/mL): Pt. Pd. Rh. Ir. Ru.
Au. Ag. Sn. Pb. As. Zn. Cu. Cd. Fe. Mn,
Mg, Al. Ni, G R 1 IE R

4) VRAPRERIR U: 4> 5 HL 10 mL Biv Na,
Ca trERE &L BT 100 mL ZE2HF, WA 17
mL 8, F/KWRZZIE. B, HIEHR 1 mL &
100.0 ug Bi. Na. Ca.

TR A PRIER ZE VT TR FE 5 318 0,.0.201.00,
5.00. 10.00. 20.00 pg/mL): Bi. Na. Ca, MRS
FRUE IR L 3B R 1 A o
1.3 SERHE

FREL 0.2 g (KR 0.0001 g)Ff A2 50 mL BEAF
i, A 3mL K, 1 mL &&AR, BT AR
# Ve mEREEIET . WHEE, A 2 mL
g, o LRI, ([RREFSE, BN 10mL &
B, FKBERRI LA A, SHTRRES
B IAKERERZE, B, 0. FEREES
R4S VAW . T TICP-AES 4 I HOFE R I & 15

IR G ARAEFBOR BRI, AR AR A
v NEiPe o

2 ZR5WR

2.1 EFEAEXARITTR T

FE 2241 10 mL 25 80 23 Sl IR 76 3 0 1
TEBURIAS R B2 FR 7 ARV, A AR 3R
MIRFEYI N 0.50 ng/mL, 473K TN 0.
0.030. 0.055. 0.15. 0.55. 1.00. 5.0 mg/mL. fEX
B TAESAE T, H ICP-AES Mll5E _FiR R AR &
RrC R, 45 RT3 1.

M1 LLEH, RIMAETRE, #4570 =E
EEMMEFAEZER, XEERMUIRES). WEFR
AERC S SRR 22, BT R BIBCR AR T 92%
DL b, 32 K o &7 AR EELE 0.030~0.055 mg/mL
ZAAIEF, 0P RER 3 A BT R R AR /N X Au i
Wi, Sof HR N E TC R TCREM o H 25T FARIKR ik —
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1 TR TR E 55 R (1=6)

Tab.1 Effect of ruthenium matrix on determination of elements to be tested(n=6)

. IR IE/(ng/mL) € {5/ (ng/mL)

& A Ru/(mg/mL) 0 0.030 0.055 0.15 0.55 1.00 5.0
Pt 0.500 0.508 0.496 0.470 0.394 0.050 -0.325 -3.34
Pd 0.500 0.504 0.517 0.525 0.511 0.575 0.651 1.08
Rh 0.500 0.511 0.516 0.503 0.520 0.568 0.590 0.855
Ir 0.500 0.532 0.525 0.538 0.532 0.509 0.524 0.380
Au 0.500 0.492 0.442 0.369 0.117 -0.80 -1.84 -9.73
Ag 0.500 0.478 0.457 0.462 0.448 0.452 0.450 0.449
Sn 0.500 0.494 0.463 0.432 0.426 0.404 0.314 -0.041
Pb 0.500 0.509 0.516 0.514 0.504 0.505 0.494 0.615
Bi 0.500 0.481 0.497 0.491 0.506 0.516 0.512 0.637
As 0.500 0.499 0.488 0.460 0.463 0.455 0.397 0.245
Zn 0.500 0.489 0.507 0.472 0.482 0.494 0.522 0.561
Cu 0.500 0.467 0.476 0.461 0.464 0.487 0.514 0.591
Cd 0.500 0.480 0.478 0.472 0.484 0.479 0.445 0.460
Fe 0.500 0.477 0.501 0.450 0.446 0.422 0.421 0.367
Mn 0.500 0.483 0.494 0.485 0.549 0.754 0.921 2.33
Mg 0.500 0.484 0.496 0.472 0.471 0.467 0.450 0.478
Na 0.500 0.496 0.487 0.503 0.512 0.479 0.489 0.510
Ca 0.500 0.502 0.512 0.508 0.513 0.503 0.514 0.523
Al 0.500 0.458 0.458 0.449 0.459 0.447 0.453 0.458
Ni 0.500 0.501 0.483 0.453 0.384 0.119 -0.182 -1.91

IR, BTN ARG R BT R .
P B FE S48 ICP-AES MIE A o, T
LTINS R ARER . R Ae 8 E 5 &
PR ET IR K S 0.05 mg/mL (50 pg/mL)LL
T, ATLAS BRI A Foc = E 45 R
22 HERARNIERE

I3 AR 0.2 g =EALETFES 4 (B e BT
10 mL #5215 %7 7.20 mg/mL), IR TG R bRAE
VL, A P AR G R B R IR E N 1 pg/mL,
TE 4 PR BN 0.5 1.04 1.5, 2.0 mL E&
FRIEW . TERIMR IV s & A EIE T, R
BN 2 mL ERIRIEMRERE, N 10 mL FEHH &
7% . H ICP-AES Wl & iR R 5 H & ot 3= 2
ETHIMRE, 45599 T% 2. WE 2 ATUEH, A
AR E G, R RO R SR . A
0.5 mL ARG, FIHELHVILEM 7.20 mg/mL [#
iK% 10.14 pg/mL, ZAKT 2.1 FrHEH ST IR E N T
50 pg/mL fIfEdR; B mEBRAERIEM, 158
BB RE B IEIREEREN SRR, SLhriE

PER AR IMAELL 1| mL NEH. SRR
e BAE AT LA 1, 28 EICRARLE 90% LA by
FRE ARV O Z2 ORI 2% R e e 3R E 45 2R A2
RV (AR RNE R I, ot — PR,
2.3 LML EFF

IR HELE P IT R FIZR, B FFIITTERA)
A1k 3~4 SR RBULH RN W brtE R 220
WA AT, JFRfERaE 2 A E
. ARIEEE— 2RI R IR R BUETARA
FELIEDL, PR FELTIE . TR
Wk [FIN BA R 2RI 2 R I R BOR 2 A
M AR, LMK RZEONT 0.9995 HA HE RN
SE S R 0 FITEEAE AL PN T T
LI TR 3. RIS BOE K AR bRk 2=
AT INE , DA e 3R I R IR B R AL A,
TSR NNARR, LR eI LG, ARAEVEREL A
REBFARE TR 3. EAERREF TS T B
BT RS VR OE SN E 9 I, LA AR 3 f5hr
MR Z T FNET BT R R R, 45/ 13K 3.
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Tab.2 Selection of perchloric acid dosage

K3 MRS S REONAR B R

Tab.3 Linear range, correlation coefficient and detection limit

of calibration curve

_ . JAAN/(ug/mL) 52 {8 /(ug/mL)

" HCIO, JIAE 05mL 1.0mL 1.5mL 2.0mL
Ru 720mg/mL 10.14  3.59 1.75 1.55
Pt 1.00 0970 0984  1.01  0.966
Pd 1.00 0921  0.885 0935  0.935
Rh 1.00 0961 0996  1.02  0.963
Ir 1.00 0912 105 0871  1.09
Au 1.00 0926 0967 1.0  0.942
Ag 1.00 0960 0977 0982  1.03
Sn 1.00 1.01 098 0951  1.05
Pb 1.00 1.08  1.08 1.13 1.06
Bi 1.00 .02 101 102 0.992
As 1.00 0956 0959 0953  0.966
Zn 1.00 1.03 1.07 0987  1.06
Cu 1.00 0978 098  1.02  0.968
cd 1.00 0942 0937 0971 0919
Fe 1.00 1.01 1.09 1.02 1.04
Mn 1.00 1.03 1.02 1.04  0.995
Mg 1.00 0998  1.01 1.08 1.04
Na 1.00 0960 0949 0923 0916
Ca 1.00 0954  1.08 1.09  0.961
Al 1.00 0879 0871 0912  0.871
Ni 1.00 0975  1.00 1.04  0.963

ek Welm TPy

(ng/mL) (ng/mL)
Pt 299.797 0.10~10.0  0.99999 0.0049
Pd 340458 0.10~100  0.99998 0.0023
Rh 343489 0.10~10.0  0.99999 0.0023
Ir 224268 0.10~100  0.99998 0.0026
Au 267595 0.10~10.0  0.99996 0.013
Ag 338289 0.10~10.0  0.99997 0.0013
Sn 189.927 0.10~10.0  0.99997 0.0078
Pb 283306 0.10~100  0.99996 0.0049
Bi  190.171 0.20~20.0  0.99996 0.0076
As 188979 0.10~10.0  0.99997 0.017
Zn 206200 0.10~10.0  0.99992 0.0032
Cu 324752 0.10~10.0  0.99998 0.0010
Cd 228802 0.10~10.0  0.99998 0.0021
Fe  259.939 0.10~10.0  0.99995 0.0095
Mn  257.604 0.10~10.0  0.99998 0.0015
Mg 285213 0.10~10.0  0.99999 0.011
Na 589592 0.20~20.0  0.99994 0.041
Ca  396.847 020~200  0.99986 0.040
Al 396153  0.10~10.0  0.99998 0.0016
Ni  231.604 0.10~100  0.99998 0.0015

2.4 fingr EWCRER

TR SIS 7 VAR RIR R ET J5 e =&AL ET #E 5 Pty Py Rh. Iy Au. Ag. Sn. Pb. Bi. As.
Zn. Cu. Cd. Fe. Mn. Mg. Na. Ca. Al. NiZ%20 Mo, FFATbsEGREE, 25538 IL% 4,

R 4 b EGR AR

Tab.4 Recovery results of standard addition

JBHR  AJEIH/(ug/mL)

HIA 0.1000 pg/mL

BB 1.000 pg/mL

JHEA 10.00 pg/mL

MEM/(ng/mL)  FCR/% EME/(ug/ml)  FURER%  EME/ (ug/ml) B/ %
Pt 0.0021 0.1056 103.5 0.9917 99.0 10.10 101.0
Pd 0.119 0.2080 89.0 1.100 99.1 10.57 104.5
Rh 0.0169 0.1216 104.7 0.9799 96.3 10.03 100.1
Ir 0.0599 0.1658 101.9 1.1589 109.9 9.484 94.2
Au 0.0038 0.1069 103.1 0.9818 97.8 10.09 100.9
Ag 0.0266 0.1227 96.1 0.9796 95.3 9.956 99.3
Sn 0.0150 0.1090 94.0 1.022 100.7 9.770 97.5
Pb 0.0191 0.1235 104.4 1.060 104.1 9.941 99.2
Bi 0.0032 0.1107 107.5 0.9782 108.4 9.632 97.4
As 0.131 0.2242 932 1.117 98.6 10.50 103.7
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%823 4 (Tab.4 continued)

HOA 0.1000 pg/mL

BB 1.000 pg/mL BN 10.00 pg/mL

JBER  AJEE/(ug/mL)

MEME/(ng/mL)  FECR/%  EME/(ug/ml)  FURE%  EME/ (ug/ml) B/ %
Zn 0.171 0.2650 94.0 1.179 100.8 10.25 100.8
Cu 0.116 0.2068 90.8 1.035 91.9 9.804 96.9
Cd -0.0202 0.0813 101.5 0.9870 100.7 10.01 100.3
Fe 0.184 0.2910 107.0 1.249 106.5 10.50 103.2
Mn -0.0210 0.0815 102.5 1.039 106.0 10.02 100.4
Mg 0.170 0.2740 104.0 1.178 100.8 10.08 99.1
Na 0.697 0.8150 118.0 1.573 87.6 9.649 89.5
Ca 0.264 0.0910 91.0 0.8660 86.6 9.247 92.5
Al 0.256 0.3644 108.4 1.140 88.4 8.885 86.3
Ni 0.0831 0.1938 110.7 1.096 101.3 10.04 99.5
MW 4 FTLLE W, RS AR BT RAEMA
0.1000 pg/mL AR R Dy 89.0%~118.0%, HIA
3 i

1.000 pg/mL B IibR E Y EE N 86.6%~109.9%, fHA
10.00 pg/mL B bR EWC A 86.3%~104.5%, BES
T SR i 0 BT e T R P P R
2.5 RERERR

PR ARS8 7 VA E = S ALET F Pt. Pd. Rh,
Ir. Au. Ag. Sn. Pb. Bi. As. Zn. Cu. Cd. Fe.
Mn. Mg. Na. Ca. Al. Ni % 20 Njo&K, AT
R G, A TR 5. £ 5 HIRER, X
PRAEZETE 2.0%~3.3% [, P A2 7™ i A% i 52
SR AR AT T £ R i) & AT AL S P A AT
B A 5 I E @

S5 ZRMNETHRARTRNERELRBRLER (1=9)

Tab.5 Results of precision test in RuCl; sample impurity

elements determination (n=9) 1%
TR CPME RSD | TE O CPHIME RSD
Pt 0.0051 2.0 Zn 0.0051 2.6
Pd 0.0049 2.9 Cu 0.0045 33
Rh 0.0047 2.1 Cd 0.0051 2.8
Ir 0.0060 24 Fe 0.0056 24
Au 0.0050 2.1 Mn 0.0053 35
Ag 0.0047 34 Mg 0.0057 22
Sn 0.0049 23 Na 0.0067 29
Pb 0.0049 2.0 Ca 0.0094 32
Bi 0.0049 3.1 Al 0.0047 25
As 0.0050 2.8 Ni 0.0052 2.8

1) YHIER T E R E R T 0.15 mg/mL i,
SHAER 2L R TG R I ICP-AES 5 7776 1 &5 ()0
WP WRRIE AT W FEAE 50 pg/mL LR, AT RAG
B BRARE

2) KSR E W7k, PG e Bk
EAIER, AR IIRE T IREE, KR4 A%
JRICERASIR, FELE 90%LL Fo X 10 mL
7.20 mg/mL AT, 1 mL &R R B MHED Al k47
WK A 5 pg/mL PR, 32 445 & = e
2K,

3) TR EMAKAE T AEENE Pty Pd. Rh.
Ir. Au. Ag. Sn. Pb. Bi. As. Zn. Cu. Cd. Fe.
Mn. Mg. Na. Ca. Al fl Ni 0%, HEREM
IFRECR . AT T = &AET . RS SR RS R
BT BRI & TR SE 2 PTG G S L
A5 TG E I E

e PEN

(1] XB%, MW, BRI, & ErRRAFIET HEMH] % (KT 52
R[], B4R, 2019, 40(1): 82-88.
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