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Sealed Digestion and ICP-MS Determination of Trace Rh and Ir in Geological Samples
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(Ministry of Land and Resources Key Laboratory of Precious Metals Analysis Technology,
Henan Province Rock & Mineral Testing Centre, Zhengzhou 450012, China)

Abstract: The method of inductively coupled plasma mass spectrometry (ICP-MS) for the determination
of Rh and Ir in geological samples was established by using sealed digestion technique in aqua regia at
200°C for 16 hours. The matrix effect was eliminated by using Lu as the internal standard element,
whereas the interference of Cu and Sr to Rh and Hf to Ir was eradicated via the establishment of the
correction equation. Trace Rh and Ir in the platinum group was determined in acid-soluble system without
separation and enrichment. The results showed that the detection limit was 0.014 ng/g for Rh and 0.012
ng/g for Ir, and the recovery was 90%~111%. When the method was applied to the determination of Rh
and Ir in the primary chemical substance of the platinum group, the analysis results were in agreement
with the determined values, and the relative standard deviations (RSD) were less than 9.6%.
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1 SEK#E

1.1 K TR
LR A5 55 B TR A (2 [ Thermo /A H]
X-Series 18 ICP-MS) TAEZH W3 1.

#£1 ICP-MS T1ES¥
Tab.1 Working parameters for ICP-MS
TAEFAF HE
S T /W 2.0
NS T /W 1350
KA [Al/s 50.00
A E/(L/min) 1.20
FES TR/ (mL/min) 1.2
TR (I =)/ 0.75
A Bk

TAE A Hfy
SKAFIRSE fmm 150
ATl IE KL 3
KFEHE/mm 1.1
A HUHE/mm 0.7
15 B4 i A1) /ms 10
ERER/E 50
ZAL B E/(L/min)  0.84

o 2 DAV AR B (il B IE AT SRR T, XD
#741), 200 mL; & REOHL( LTS S TDL-5
By B ST R A (RS A R A F
GZX-9240 MBZ ),

1.2 FERFIFREER

HCI. HNO; Nt Z¢4ti; H,0,. KCIO; J5r#rati.
S KB Al K LS R Ak (FRFHZE A 18
MQ-cm). S5 &SN Al g (G & UK T
99.99%).

Rh. Ir bRAEF: Rhy Ir AOBR TG 5700 K
I 1 4l By 4l KT 99.99% 1 4 @ fic 1 B 1.000
mg/mL FIFRHERE . 5 H Rhy Ir BIbRHERE %
OB R R H B p(Rhy Ir)=1.00 pg/mL HIVR S
PRl TARRW, N FCN 3% R 43 $0)HNO; .

Rh. Ir b RINE: 737 EL p(Rh. I)=1.00
ng/mL [7E A AnHE TR 0.004 0.10+ 0.20. 0.50
1.0.2.5.5.0.10.0 mL F 100 mL & &, [ 10%(f&
FUPBOHNO; M2 2% #25), 3% Rh, Ir fi&E
WY 0.00. 1.004 2.00. 5.00. 10.0. 25.0+
50.0~ 100.0 ng/mL FIFRHE R B -

WHREW: p(Lu)=10 ng/mL, AN 3%(1AEFR
S EOHNOs, MG B =B rE LRI

JoR RS B A VRV VR ([ AR HED T T H0): L
Co. In. U #siEEW, 2 ng/mL.

1.3 FERARERIN 2
1.3.1 fEREfiab e

HERAFREL 10.00 g(FEHIZE 0.01 g)FEfh T TEE
Fb, KRS E T Sy, (RIEFE 650°CREE 2 h,
PrEEH. B, s, EUHEAEE&H .

1.3.2 ZHTHR

B S RRFEE N 200 mL 3R VU5 2075 T AR
B I VR 2 B /KRR, NN 50 mL F /K (HCL:
HNOs=3:1, FBILEL, FCFEE), BAE,
BRIR OAHRHEE TEANES, 18 BE
HIGESCE TR ST AT, FHRE 200°CH#E
16 h, VHfEIAREHE %3l 3~5 . MIEFE T EH 25
HIGE, TR, HRANERE. 55 HRKE
FIFF SRV 6 205 AR

TEmR AP T R B T A, B AR
KW HETT, 45 5 5 R, AEAT I B 27 1) W
FFH FE AN B I 5 DU 3 200 PN A IS R RE AR =
2 2) WIMFEMBEAHEEE, AT 3)
FNELEE FHRIEERIN, S3Emm, B4R
TE IR
1.3.3 R R e

Y-V AR E PP VTR R AN B 2 100 mL
HEMT, HEBTKMERZE, B, BiE.
Oy ER B RORRRE 10 f5VE N AR IR

TE1% 52 1 ICP-MS M & 261 N (M AR IF R & it =
TBLEZ )M 52 Al Y Rh A I, ()R {02
FSE5 .

2 ZR5hHR

2.1 JHRRSAF
211 TR R

I3 R R T 3R PR VAT K -
PR2(S+D) TRR- R B SRR AT RLAL L
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PARAS BT HIF A ) Aus Ag. Pt. Pd 28 IV R4 &
- EALE AR R CRHEK.
R -1d SE AL A DL S TR -1 AL S-SR AT 3 Rl i
R HTR TG R Bk 22 — AR HEY) I GBW07293
BT R, AR Rh. I (OO ESS 5B, FKHW%
fif 8 770 i Eh -1 A A AU B R - S A A - R
B, Rk, EFETKIENTHEBIER.
2.1.2 EVE MR R

3 AMFREL 10.00 g FH% TG R HUBR 52— JidnifE
VIl GBWO07293 247, %A% an AL BEAIIN E 7V,
7E£ 160°C. 180°C. 190°C. 200°C A1 210°CHEIF INn#k
16 h, 5523 AR R AR VI 52 B S, 45 S
%= 2 FA.,

K 2 AREMRREE R ESR /(ng/g)
Tab.2 Determination results obtained at different digestion
temperatures
JLHR  WEM 160C  180°C  190C  200C  210TC
Rh 22 10.5 13.9 223 233 21.6
Ir 28 12.7 20.6 28.2 27.1 292

R 2 4558, HAFEET 190CH, BT
THARGEE JIAN L, Rhy Ir iEEAE 4, e 45 A
K: WARIRE KT 190°CH, Rh. Ir FIIES RS
FRUE(E— 30, (HKE AR i = 2 S ECR IR O W
THARTEAR T . DRI, JEFE 200°CAHE N ML IH ##
1) B AT RIS
2.1.3 5 PR M e Tt

3 AMFREL 10.00 g FH% TG R HLBR {5 — JidnifE
Vit GBWO07293 & F-4r, %A% dn AL BEFIIN E 7V,
£ 200°C 3 HIhn# 13 hy 14 hy 15h, 16h. 17 h Al
18 h, 55 A [ XHEE AN E IS, 45 R4
% 3 FrF.

K 3 7RIS P TR 1] A e 45 R /(ng/g)
Tab.3 Determination results obtained for different digestion time
6% NEM 13h 14h 15h 16h 17h  18h
Rh 22 123 17.7 227 219 235 209
Ir 28 141 234 271 285 268 293

MRIEER 3 4R, L% FRER IR A AE 200°C
&S hnAGER R, MEai RS IEE % &
NAFITCER iR e 4. BE— D HINH s a),

Rh. Ir (105 45 SRR FFFE . N T PRAIEEIR G Z AE
5 SE VAR, IO B i 2 AT AT (]9 16 he
2.2 ICP-MS i 5E %44

22,1 FHANE

W ESHRE D MWE N 076+ 0.78. 0.80.
0.82.0.84.0.86.0.88.0.90.0.92 L/min, % %Z ICP-MS
FUSFENT Rhy Ir 5 5585 LA AA(CeO'/Ce)
PR XU (Ba®/Ba ) R IR .

I RRH, FEE S RME A, Rh Ir
M5 SR BRI el =, JE BRI AR A
M ZAS IR EAE 0.84 L/min JHVTH, 15 550 ek

A= F IR AT = 2 B A S5 A0 SR B
MK, EEFHTMEMT 0.86 L/min B, F LY
FERIEINECN NS, #id 0.86 L/min J5, Af¥re
ARG FASRMEN 0.86 L/min B, A4
FERALT 5%, EZEHTMEMT 0.90 L/min K,
XUHLART 2 BRI I N 4218, B 0.90 L/min J5, XX
HLfaf = 28 SR s S54SR ESN 0.90 L/min B,
ML 2 AT 2%

BT R4 R, BEMRRERTEN 0.84
L/min, BERELRIE Rh. Ir {5558/ F K, SR
WA 2 (CeO'/Ce ) /INT 3% AU LT = % (Ba /Ba’)
T 4%, R BT E B K
222 WhRGERIMIEE

1 ICP-MS i, WARIGER KA L B
FITEFT, AL RETS A RO AR IE 3 15 S K
IR RV SRS, 3] LIS — R R S Ak B A T
RIERY,

A S 1 AR R 0 R M ERAL 2 — b HE Y R
GBWO07293 I8 3R S50 2% Al 28 MV, L 10
ng/mL B Lu fEANARITER, HE Lu NFRGEN
ICP-MS I 7E Rh. Ir ¥52 FEIREM, 43 b 45 Rk
Lu X Rh. Ir 3 5E B A A4S RS 21 T A 2 1AM
YEM .

223 BB TR IE

HT & A 548 o R AR S R R
B, TEEKEMIES)E(Cu Niv St 25 LAES RS
By . fE ICP-MS Xf Rh. Ir il i fE b, X e
PIGEF O, Ar 454, 72415 Rh, Ir FALEA
EHAFMTIE A EENRE. HRE Rh Al
Ir MSE AOVERATE . RIE, SEBRE TN E X =
BR A4 G T AEREIR R 2 R T BT
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Tab.4 The polyatomic ion interference of Rh and Ir

#5 JE Rh. Ir FEKER
Tab.5 Recovery rates of Rh and Ir

Ffrgk  FRE ZETFETTIH
103Rh 100% 8SrOH, ¥'Sr0, ®CuAr, Zn*Ar
Pl 38.5% Lu0
93y 61.5% THfO

¥R 4, 1CP-MS WisE 'Rh B, HHFR TR
HAMFERERN 2R 78 74 Vsr'°o. “cu™Ar,
SrOH. YZn*'Ar. A SZBiE TR AL, %
22 FRE Tt 'ORh A HI0E IR . S5 R,
Zn %t Rh FJE T8N, oA THE; Sr Al Cu
I8 840 /T Rh &1 2000 75 F1 10000 £ 8 AT
Pl . BFHEY YIEE S Cu. Ni fh4, &
ARG S, 2T 'C°Rh BIIGE . 8IS AEAN IR
& Rh BIFRAE B 73 IS [ &= H T30 Sr
K Cu Wik, DL Sr&. Cu & MiAkFs,
Sr. Cu X} 'PRh P2AE TP B AL bR 22 il B 25,
HHERZE K. K, SR RIEAR:
Cruy=Crim) = K 1% Csrimy=K2XCeym) (1
K Crap NE TR IEJG Rh IV FE, Crigm) A
&= Rh FIRWIRIE, K~ K N TICERRTIRIE
KT i iRk & € K, EZ1N 0.0009,
K> WI{EZI 4 0.00012. {E ICP-MS &L FEF, X
ALK, AR B K — G i 45 R
XKy Ko AEBHATHOE, 15203 e 2s R . 515
AR Se Al Cu (1) &l ICP-MS Jll g i [,
A KA ICP-AES il & %% W St Fl Cu I,
FHHTI
WoE P, TTHE0 S40 P e T E
LZIRTETHIET . AR Parent™ 2 H it
B3k, B
I=Iv-(Ie*R) (2
K T RIEEINEE R, y 2AFERERT I 11
e RVARE I RFE R HE FIEE, R 2
FeESEm s THE O/ THE S SR R, AR
BrorHrig e R, WR4E THEOT/ T THE S 5
FELLER, PSR TR AT R
2.3 JUEHBEL
2.3.1 [EieR
FREL 10 g 4AM 0 & M BR1L 22 — bR HEA) I
GBWO07293 #5 T3, 43l MAAF & Rh. Ir brifE
W, 1R BRI SR, BT AR SE SR, U7
HERI RN 90%~111%, 13 5 fid).

WrE . AEE iksE WES BRE Bk
JUR

LyI /(ng/g) /(ng/g) E/nglg) /nglg) /%

1.0 2.61 L11 111

Rh 15 1.5 3.06 1.56 104

GBW- 2.0 3.43 193 96

07342 1.0 3.15 1.05 105

Ir 2.1 2.0 4.04 194 97

3.0 4.93 283 94

10 312 921 92

Rh 22 25 445 225 90

GBW- 50 75.8 53.8 108

07293 15 43.3 15.3 102

Ir 28 30 56.4 284 95

50 76.5 485 97

2.3.2 ZRVEVEREIFIRE H R

IR DA ST ik, M WA AR AR,
38 Rh. Ir FILRPEVE SN 0.050~100.0 ng/g, #H
KEAHIHIRT 0.9999. XAt FE 2 ERRIESE 20 Ik
M5, CAIE 25 50 3 fibm A 22 T3 R A
F, Rh. Ir K HIFR 2354 0.014 ng/g. 0.012 ng/g.
2.4 FESOHT

B3 AN I R BRI 2 — JArE I, AT
WM5E 12 K. GHRWE 6 Ardl. ille g Rk, &
2 g5 5\ E A A X R ZE (RE) N -7.8%
~9.8%, X FRUEM 2 (RSD)YYIAR KT 9.6%.

&K 6 LR A KRR
Tab.6 Accuracy and precision tests of the method

WEM WM HXRE  AHXFRE R

(n=12)

PRI TR

(ng/g) /nglg) (RE)%  (RSD)/%
GBW- Rh 43 413 4.0 43
07291  Ir 47 495 5.3 4.6
GBW- Rh 22 227 3.0 6.4
07293 I 28 266 5.1 3.9
GBW- Rh 1.5 165 9.8 6.8
07342 It 21 194 7.8 9.6

3

1) BLEAKREFNAE 200°C K FH K2 &% W
fRGEIM#EY 16 h, RefE A SO MEHUTAE S H Rhy Ire

2) RS AR RAL, 1EEE Lu AR bR
TCRIHRR T EARRS, FERATFHITRERMANE, &
S T BUCFERGE T FEHIFR Cu AT Sr X Rhy HE X Ir 72
AR ZEFEF T, #E T ICP-MS Wl e Hsi R
i IR Rhy Ir B9 e 264
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3) ZHEHIWMR-ICP-MS 230 52 Hiy 57 A i o R

& Rh Ml Ir, &5 PR 5179 0.014 ng/g 1 0.012 ng/g,
K FH B 76 22 MR AN 5 — AR AE) S5 % 5 3 i [l i

z/
Py
A

R IR EEBEAT IPAl, 5 TR ARty a2

JRA 7= S 56 AR S BRI R . VAR AR
i, MR, HEFE R, AR AR RCR A
[F IS R AR A S (75 e o
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