2017 £ 8 H e R Aug. 2017
38 HH 3 Precious Metals Vol.38, No.3

ICP-MS EMELE T 16 MR ITE

e OB o s 4 Rk ERF, E&FEL D g HEp’ A
(1. SR A IR AT Fit 4B s R AR E 5 B 5903, BI 650106;
2. MR (2 ARAF, EH 650106)

1 OE: R LR BRI A S, B S R H(DRCIEAR N IR Z 45 T3+ Feu Si#9F
W, VARAARIE R FIRAARROE, B3 T wAAREF & TRk (ICP-MS)N T 2hstF Mg. Al
Si. Mn. Fe. Ni. Cu. Zn. Ru. Ag. Pd. Sn. Ir. Pt. Au#f=Pb 4 16 MR AEATHF . VA
Y. Re. Sc A= In HRAAFTE, MEIAFIES 88.5%~116.2%, #5EE(RSD)H 0.63%~13.44%;
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Determination of 16 Impurities in Pure Rhodium by ICP-MS
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Abstract: An analytical method was proposed for the determination of 16 impurities in pure rhodium by
inductively coupled plasma mass spectrometry (ICP-MS). These impurities include Mg, Al, Si, Mn, Fe, Ni,
Cu, Zn, Ru, Ag, Pd, Sn, Ir, Pt, Au and Pb. Rhodium samples to be tested was digested by a mixture of HCI
and H,0O, in microwave oven. The interference of multifunctional ions to Fe and Si was eliminated by the
dynamic reaction cell technology (DRC). Y, Re, Sc and In were used as internal elements for the 16
impurities. The recoveries and precision (RSD) were measured to be 88.5%~116.2% and 0.63%~13.44%,
respectively. Detection limit was 0.0001% for Fe, 0.0005% for Si and 0.00005% for other elements. The
method can be applied to the analysis of 99.99% high-purity rhodium, in case of no rhodium matrix
matching available.

Key words: analytical chemistry; pure rhodium; impurities; inductively coupled plasma mass
spectrometry (ICP-MS); dynamic reaction cell (DRC)
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FFTRDEMHE 3 (PGS) i3, 52 1 28 RS s,
Aoy eRM Nay KR RS BT HEREET
A, Siv Ca S5 JCER G misgmaill e 2558 <
RIEFER . BOR R S S, e W ZE 5K
(<50%).

N N T AR SE AR AR, 2R RIS PIR
HEL BRI 5 55 B8 T AR B 6 1 (ICP-AES) V2 52 88 Fy
AR TGER . &7 V2R O T AR ARV AR
F i S B IS R ST AR TR B B AT I
ORI AN 75 R 20 5 A FH v A SR VR (T
FEMAG B, R R EAFAE X AT e R 1)
JERE T, (515 ICP-AES v 3 T3 /2 4240 F 99.95%
DA b R b 2% T G 2 0 sE K

ICP-MS EEATCHEAHIRAL, T3/, nrisE
Tk PIFRIERRE IE B T i AR A A B R AR R P AR A 5
FEC I 3 BT 40 R PE AR AL S5 . S IR A 1)
A, AT LR D HEAR R 2 TR T, AR E =
s w2 E AR Z AT, H T Tl
rh 2% 5 0 2 SE MR . e A T IREL, R
i FEEHMET 05, WK ICP-MS #HATIE,
K I 4 (1 F BV PR AR AR RS B e T4, mT BASR
PR AR R G FR A I R R, A2 A E K
BT, ARSCRABHERERE, R B 4l
BRI DL, I8 G B & A AT A 1)
A R DE -

1 SER

1.1 AR TIERAF

MK A A % B 7 4R i 3% {X (Perkin Elmer
NexION™300D): Jeifi Fibas: AUk HIRFE
HE; BAEUHE . H TA/EZ 40N ICP RF IJ% 1300 W;
LB TARS IR 18 Limin;  ## B <R & 1.2 L/min;
ZALS IR 0.78 L/mins

[ CEM A A MARS-5 B WA, e LAE
TJE 240°C, BB R VY F LI Al T RN 90 mL,
1.2 RFRIRE &
1.2.1 FEE A

ERRRARN R YN MOS 205, AL E N
Peaii s SIS FHAKCH HFHEE 18.2 MQ/em I
ali7K o
1.2.2 FrifEfi s IR

Pt. Ru. Ir. Pd. Au. Ag. Cu. Fe. Ni. Al
Pb. Mn. Mg. Sn. Zn. Si. Sc. Y. In. Re. Cs.

Bi bRUERE A IEW(1.00 mg/mL): K44 & (5 &5
$0299.99%) B 5T 43 A BT o ARV B bR ifE
it S VRBP4

1.2.3 RAIRAER

TR A ARAETE TR A(500 ng/mL): 43> B L 5.00 mL
Ag. Pd. Pt Ir. Ru. Au br#EfE&IEW, BT 1000
mL B, N 100 mL 588, FI/KFRBEEZE,
RET

TR A ARAETE TR B(500 ng/mL): 73 HIF£EL 5.00 mL
Mg. Al. Mn. Fe. Ni. Cu. Zn. Pb. Sn brifEfif%
W, BT 1000 mL A&+, M 100 mL 572,
KRR ZIE, TRE.

FRUEFEI C(500 ng/mL): F£HL 5.00 mL Si A5ifE
&R, BT 1000 mL ¥RZEHA, 1A 100
mL 2R, HAKMBZRZIE, R,

TR A NARIETR(1.00 pg/mL): 4> BIAEEL 1.00 mL
Y. In. Re. Sc. Cs. Bi fnifEfi &+ 1000 mL
FEHAF, N 100 mL $h2, FI/KFBZEZIE,
TRET
1.2.4 TAEMZ RIIFRERR

RANRE I 1 7 52 04 0.10+ 0.20, 1.00.
2.50. 5.00 1 10.00 mL [FJVRA PRI A AR A AR
A B T— %41 100 mL &I+, N 1.00 mL
RS NARIET, M0 3 mL R, FKFREZE,
JB2]. 5% Mg. Al. Mn. Fe. Ni. Cu. Zn. Ru.
Ag. Pd. Sn. Ir. Pt. Au. Pb 3t 15 NoEFAEK
JEHICA 0+ 0.504 1.0+ 5.0+ 10.0+ 25.0 A1 50.0 ng/mL
[V E R IR AT -

RIS 1L 43 L 04 0.10+ 0.20 1.00
2.50. 5.00 F110.00 mL MIFR#EIETR C T— &1 100
mL ZEMA, TN 1.00 mL J& & AR, #Mn 3
mL $hE, FAKWRZZIE, B, 192 Si fEK
FEHICA 0+ 0.504 1.0+ 5.0+ 10.0+ 25.0 A1 50.0 ng/mL
(1) R B bR ALV -

1.2.5 SCEOHE S

SE BT AR RE T (Rh-1A1 Rh-2)H 24 B T6 5
&N Rh-1" Mg 0.00030%, Al 0.00033%, Mg
0.00008% , Fe 0.00067% , Ni 0.00039% , Cu
0.00065% , Zn 0.00022% , Ru 0.00055% , Ag
0.00018%, Pd 0.00018%, Ir 0.00025%, Pt 0.00046%,
Si 0.00076%, Sn. Au ! Pb /N T 0.00005%; Rh-2" Fe
0.0006%, Ni 0.0001%, Cu 0.0006%, Ru0.01%, Ir
0.0068%, Pt. Pd. Au. Ag. Al. Pb. Mn. Mg.
Sn. Zn i1 Si ¥/ F 0.00005%
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1.3 MBI ) &

FREL 0.10 g(F5HE4 0.0001g)EE ¥ B T i
L, IO 10 mL 252, 3 mL i EME, FE. £
TR 210°CEE 2 he BUH, AHIZ=E.
HFE B AR AR 58 A (B A [ IORD), b hn 2hR-
WAL 2 h, BB AR TE 4 o K TH M e
IR A BB N 50 mL 28 &M, N 5 mL £
TR, HAKEHEEZE, R

HIEFICER G EN 0.005%~0.05%FFF, 4HL 25
mL £ 50 mL, A 0.5 mL A& WAREWR,
KRR ZIEE, RAM[AGFIRE. ST ES
N 0.00005%~0.005%F, 4rHL 2.5 mL il % 50
mL, fIA 0.5 mL {B& NFREI, FKFRE 22,
RS EIRFIAE . FE A FE RIS B
AT
1.4 ICP-MS #lj5g

Si fil Fe H3hZs I Mt (DRC)H AN &, HA T
FHAPRIENE, 1521 R 5 bR AR ORI A7 I
AFJCRFMRE TR, BHAEREINES H
BTG R PR . AR VA B 5 B AR tH A
IR R & &

2 ZR5H®

2.1 Wz RALR LR

TEMEFR RS TAESRAE T, gl Rl 22 6+
P FEEERN, ARG RIER 2~3 MR
R R AL = 3E4T ICP-MS WE . SHRG 45T
RGBT e, HIE TR, BEF
FAGLRII LA R AL, A RECKT 0.9995
MR e R 2, MR E R A Mg,
AL %Si. Mn. PFe. “Ni. “Cu. “Zn. '""Ru.
IOGPd\ 1O7Ag\ 11831’1\ 19111_\ I%Pt\ 197Au\ 208Pb, V‘]
FRICHIE IG5 500 PSes Y PIn, PRe.
2.2 A RPLEHE R Fe. Si FFHE

R M, ArO™XF Feu Ny MAX 384
Bt Si e A TR, SR 3h A it AR B
ArO", N, %f Fe F1 Si fJF#t. &MWE 1 ng/mL 1
Fe bRy 10 ng/mL 9 Si drdEvaifite, e
Si N A8 ViR S EN 0.2 Limin, 512

H(RPq)H 0.6, MIE Fe I &SI EN 0.5 L/min,
RPq 4 045,
2.3 AFRIETH R EAR N

ICP-MS M, ARSI MEMIRER
T 76208 WG A 5 7= A A TR B PR 4 1) B e 5 B
FRONFEAR RN, S FH P e B A 5 4 e 7 R 3 e 2
Rio BT SaiE A 515, AR SCRFHAEEER R i
W (p(Rh)=1.00 mg/mL)#E47 L4, i 50 K AN F A
FRIGEN 2 T 0 2 8 FIAMETE R, 45 1510 T3 1.

R PR R I B B (U B TR IR BN
20 ng/mL)
Tab.l Eliminating effect of the matrix by internal element

(Element added: 20 ng/mL)

_ MEE/ (ng/mL) Pzl _ M5EE/(ng/mL)  pykz
e | [ e——
Mg 12714 20.042 Y Ru 15804 22700 Y
Al 11.161 19380 Y Ag 16.628 23.675 Y
Si 12.936 18.223 Sc Pd 16826 24752 Y
Mn 13.923 21.046 Y Sn  13.281 18.401 In
Fe 26417 19.197 Y Ir 6.255 20.066 Re
Ni 12.760 19473 Y Pt 6.169 19.807 Re
Cu 12448 16.235 Y Au  6.157 19.669 Re
Zn 12944 18.155 Y Pb 5.948 18916 Re

M1 TBAEH, A AR CR I E—E R
FE E AN IR T 3 B R . bR R
Y XM ICE Mg, Al Siv Mn. Fe. Ni. Cu. Zn.
Ru. Pd. Ag, Re X[f#lll7tEK Ir. Pt. Au. Pb, Sc
XRFMIGER Si, In YRR Sn IAMEIERI A&, i)
%EFE Y. Re. Sc Fl In fENHNARTE.

WS R T A B L [l AT SR ARG 35 1 S 56
W EiR TR EAWNAR. TER, Si Al Fe JLERAE
BNAS I St TAERE T e R 3R 15 5 9,
HARTTRAEFEBEATE.
2.4 K HFRAN % T PR

KA BRI 75, Kb EORE AT R 7 B
WEGME 11K, LL3 EbrdE 22 B RO FE, AR
NATT S TC R IR PR, BL 10 A5 bR 22 ot B
WEEATEAARTERINE TR, 45857 % 2.
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R2 BPEFRFILRNRHR R 2 0T W, 16 DMICEMKHE RS, B Sif)
Tab.2 Detection limits of the impurities in rhodium /107 ME RN 0.0005%. Fe 5 0.0001%%F, HE4&tZE

e BMRWER T RIR WER il FRIAET 0.00005%, (T HA RS
Lo a0n [5G 000 . R SRR,
e IO 0T R 0RO R A R RIS 0.05%.

S el ; ool 00 2.5 hkwEER

M1 0646 0.2 Sg 0'039 (;1 ﬁiﬁx%{ﬁi‘iﬁ(Rh-l#)S Wy, B 0.1g, — 3
0000 S 00 O sk eI R
o 0Ll OO0 i, e AT, 4RI
N0 OL R 0ROy e s LU PRI 88.5%
S S e ' 116.2%, AT AL S BRRE S 3 A HER R RO TR
Zn 0.15 0.5 Pb 0.033 0.1

% 3 B Rh-170047 Bl

Tab.3 Recoveries of standard addition in sample Rh-1"

IR | e WEf B | oz RV B | ez MR EK | ez WEM EIK
/(ng/mL)| AJ&MH (ng/mL) F/% | KA)JEME @Ogml) X% | AERME @gml) F/% | A)RE @gml) F/%

0.5 3.534 1028 390 107.40 12955 97.7 - -
5 Mg 7645 925 Al 13.86 9290 | Mn 5760 99 Fe 12424 11518
3.02 3.367 0.807 6.665
20 | ngmL 2244 9701 | pngmp 2897 9880 | pgmp 20247 972 | pgpmr 27.305 1032
100 98.49 955 11580  106.60 97.527 967 111.865  105.2

IARE | ogpze WEME/ B | ospze WbEME/ Bk | ogpze WEME/ BMR | osgz WbEME/ [Nk
/ng/mL)| AJKME (ng/mLl) /% | RJEE @mgml) F/% | AKE @©gml) F/% | RAEE ©gml) FH/%

0.5 4368 974 6.9476 935 2682 956 6.08035 110.1

5 Ni 8.511 92.6 Cu 11.03  91.0 Zn 6.669  89.3 Ru 10.535  100.1
3.881 6.48 2.204 5.53

20 ng/mL 22241 918 | pomp 2448 900 | poymp 19904 885 | popnp 2667 1057

100 95.161 913 10149  95.0 105.954 103.8 11299 1075

IARE | ogpze WEME/ B | ospze WbEME/ Bk | ogpze WEME/ Bk | osgz WEE/ [Nk
/ng/mL)| AJKME (ng/mLl) %H/% | R)JEME @mgml) FH/% | AKME ©gml) F/% | RAEE @gml) F/%

0.5 237 1162 2324 1148 0.754  96.8 3.018 1048

5 Ag 6.924  102.7 Pd 6.805  101.1 Sn 49 92.6 Ir 7309 963
1.789 1.75 0.27 2.494

20 ng/ml 22153 1018 | poymp 2177 1001 | poymp 1863 918 | poimp 21914 971

100 107.979  106.2 107.64  105.9 9499  94.7 104.504  102.0

IARE | ogpze WEME/ B | ospze WbEME/ Bk | ogpze WEME/ MR | osgz WbEE/ [Nk
/ng/mL)| AJKME (ng/mL) /% | RAJEME @mgml) F/% | AKE @©gml) F/% | RAEE ©gml) /%

0.5 5103 93.8 0.629  93.8 0.48 97.4 — —
5 Pt 9289  93.1 Au 4995 967 Pb 5.183  103.8 Si 13282 1142
4.634 0.16 -0.007 7.572
20 ng/ml 24234 980 | pgmp 1922 953 | pgimp 19273 964 | pgimp 25792 911
100 105.014  100.4 102.59 1024 104.633  104.6 99.872  92.3-
2.6 KEELH AFFZICER IR FEE 7 UG IR G R R 24 i

FREUEERY(Rh-2%), E ARG I (0.00005%  JCER A&, TR ARIE 2 (RSD), 552 & A 5%
0.0005%). 1(0.005%). =i(0.01%)AFERIZIIC B, ZRWNE 45 WK 4TTLLEH, K. F.
FEEFERIE AR A UCER S 2m TOOMARE, W & & A A5 #E R 2 2 5 8 1.30%~13.44%
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0.93%~3.27%- 0.63%~2.88%, MIE k5% It T K

K4 TEREEE0=7)
Tab.4 Precision of the analytical method (n=7)

SR AR R <A R 2 R KT 50% 7 O AR

1%

~ % E(0.00005%) bR I &(0.0005%) 4% FFE(0.005%) xR FE(0.01%) 4R
e ¥ 3518 RSD e~ 518 RSD e ¥ 3518 RSD e~ 518 RSD

Mg 0.0000666 13.04 0.000524 2.72 0.00490 2.02 0.0104 2.45

Al 0.0000688 11.59 0.000474 3.75 0.00425 2.33 0.00931 2.19
Si — — 0.000563 8.72 0.00523 1.32 0.0103 1.50

Mn 0.0000544 6.51 0.000495 3.62 0.00479 2.90 0.0102 1.63
Fe — — 0.000601 5.74 0.00630 222 0.0120 2.90
Ni — — 0.000573 3.76 0.00452 2.91 0.00978 1.88
Cu — — 0.000587 4.11 0.00494 327 0.0101 1.92
Zn 0.0000468 13.44 0.000500 6.69 0.00134 1.51 0.00896 1.56
Ru — — — — — — 0.0109 2.31
Pd 0.0000671 4.39 0.000678 3.92 0.00661 1.01 0.0130 0.63
Ag 0.0000661 3.65 0.000647 1.30 0.00633 0.99 0.0125 0.92
Sn 0.0000461 6.39 0.000458 2.36 0.00446 1.37 0.00990 0.82
Ir — — — — 0.00680 0.93 0.0119 2.10

Pt 0.0000499 9.75 0.000541 2.11 0.00532 2.60 0.0101 1.54

Au 0.0000515 9.37 0.000533 3.12 0.00543 3.04 0.0104 1.70
Pb 0.0000542 7.93 0.00050 3.22 0.00503 125 0.0101 0.81

3 & SE MR-

AT VA S SR R, L T B A
R FEICP-MSYENE T 2ai%d 16 Mot
RERMITE. LR AEEARITR SR R, 7
AT AL A (99.99%) 4% T T 2 I SE AR

1) SR A ARIE T DU 5o IR AR B . i
Y. Re. Sc Ml In fENAFRICER, HAF Y X Mg, Al
Mn. Fe. Ni. Cu. Zn. Ru. Pd. Ag, Re Xf Ir. Pt.
Au. Pb, Sc % Si, In X Sn ¥J H A BT HIHMEAEH

2) BhARPH(DRO)F AL W bsiESL RS A,
A AR IFfiR v Si AT Fe 2 B % Tt .

3) B Si B9z FHRA 0.0005%- Fe Il E T
B9 0.0001%4h, HARITCREMNE FREA ST
0.00005%; &t 2% it o & bR B ZE g 88.5%~
116.2%.

4) K E PRSI R, W E K (0.00005%
0.0005%)~ H1(0.005%)~ 1=1(0.01%) & EHI LT R,
FEXT AR 22 (RSD) 73 N 1.30%~13.44%- 0.93%~
3.27%+ 0.63%~2.88%.
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(& B) (Precious Metals) ERTIfHA

(Tr& @) BITF 1980 45, N EFBEEY
SRR 4SBT IR =0 BERIMATTE
ITHIFARZET] . HE ™, B, ~&RED)

FAERME— ) ETIRIE TSR 8 N IC R R 7R
RHIHEARTI

(St&)m) BT R EHGE N ARG )E (Pt
Pd. Rh. Ir. Os. Ru. Au. Ag) 7% #EH
T2 S TR R U I T8 S 45 A TR

(Sté)m) BATIRE R E M, 7 45
HR B A OGE, R FEEMEE S (CA) |
WEEREFES SR (MA)  EESIRHL
5 (CSA) &I SCHRIE T

(&)Y NFUZ LR (PKU) . HEFR
BT (STIC) . # EAB 5] SC#E E
(CSCD) RIEHATI.

(Bre)m) FmaAl 7 — EAL T N R 2RI T
7 (KR, RERI SRR R EES
% BRI

MZE: 2010-2015 £ (HE&E) HAEERNIER

VT RS 3% e
. R i < W
2015 313 0.608 10 0.66 0.73
2014 352 0.872 3 0.69 0.59
2013 360 0.508 8 0.71 0.65
2012 315 0.420 10 0.59 0.61
2011 317 0.762 3 0.75 0.57
2010 296 0.681 6 0.79 0.55

(Bt . b ERIEEARE BRI R (b ERE T 51HIE
WA A OIR)) 2011~2016 4FAR]
[ R T HES : FEMPELRL 24 B AR IAT 4]



