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Determination of Trace Ruthenium and Osmium in Geochemical
Samples by Inductively Coupled Plasma-Mass Spectrometry with
Distillation Separation
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( Testing Center, Guilin Research Institute of Geology and Mineral Resources, Guilin 541004, China)

Abstract; An inductively coupled plasma-mass spectrometric ( ICP-MS) method for determination of trace
ruthenium and osmium in geochemical samples with distillation separation was established. The elimination of the
interferences on ICP-MS measurements were studied through the experiments. Samples were decomposed with
Na, O, fusion method and the melts were dissolved with acid solution. KMnO, + K,S,0, + NaCl were added to the
sample solution as an oxidant and 20 mL 5% hydrazine hydrate was selected as an absorbent. Trace ruthenium
and osmium in the sample solution were separated by distillation from matrix and determined by ICP-MS.
Distillation conditions, such as temperature, time, oxidant and absorbent were tested and optimized. The
detection limits of the method were 0.020 ng/g for Ru and 0. 015 ng/g for Os. Recoveries of the method were
94.0% ~102.7% for Ru and 96.0% ~ 102.4% for Os with precision of 4. 72% ~9.58% RSD(n =12) for
both elements. The reliability of the method has been tested by determination of trace Ru and Os in National
Standard Reference materials and the results are in agreement with the certified values.
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ETFERAE b 7E o3 A il A /b, o i fEpe/g
F ng/g Gz [a], i HA R0 5 A N A (A, B
FEHBERAL AR i R BRI ST RN ) 43 B, %
TR Wy o2 I5 0 S A PEY A B R B
T E X HAT, B NN T a2 R S T
Tk B A AL e i AR
R R IE AR R A B TR R
P(ICP - MS) 17 4 i g A T ICP = MS LY,
J& ,ICP — MS 75 41 J% 76 2 il a2 75 21 3 & f il
Tz RN BRI RE HER AL AR PR R R
HGTCEM EBEH AT EZ — TR 2A A
an PR AR Y B AR FAR, ASTe N AR R R, —
MBIy B R, FRAS A AR AR I o X)
HERTLARE L P R BRI B S TR R A
FIZEEE ORI B R 5% . VRO
AEAZ A IF 22 B 0sO, Al RuO, , {H PR 28 BSR4 52 M 458
KMFLEIRMBA ) 2R M. kil kIt i
RIS XS T I R TR 2
B E AR A0, B AN AE W R S B
ORETFIER AL 28 4 SR IR B I 458 2 i
FIG S A P R T R T B K AR AR
SEHE AL AR R 0sO, T e, BRI % &
VRE ARMECRIE TS A AR 3 5 L 75 i A TR 2
BEFIHEATRE o PG, A5 SC7E R A 19 T AR Skl
B S T AR A B - ICP - MSTE I E ML BR 1k
SRR TR AR B . ik TR
FIEAIE A K 4 - ICP — MS I Hr i AR <
TEZBINA R, 5155014 Ru, Os #E1L H 5 Hr 7
YRR EL , B YR ZEN Os O 25 K ffi 0 31 48595
YL HE Y As, O, \HgSO, ZE W) I3t , Al [A] B PRk | o 1
N L ER AL 2R i P IR S T RN
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1.1 {28 R TARAAE:

X Series HLEHH A5 B TARBTE Y (32 Thermo
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Table 1  Operating parameters of ICP-MS

TiH S5 i H 25
RF 1) 1250 W WA LR 0.7 mm
BTIPIIES <5 W Wy Bk
BHA(A)E  13.0 L/min VA IWIRIS T4
HiBh A (Ar) it 0.90 L/min RAEETRIE 70 4
FHA(A) it 0.76 L/min HHREL 50 %
SREEHEALER 1.0 mm (et 10 ms/ 5
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1.2 brdiiai A 208

Ru ,Os pRifEf# A 7873 124 1. 00 mg/mL(
FE Z AR A o8 o AR AL ) TR G AR v T W b
TR 28 VA5 TR 20 00 o T G o

WHRE W : & Cd T1 &4 10 pg/L, 7200 5 i
P it =R A S AL

Ru ,Os Wi - 50 g/L E/‘J7J(%H#(H4Nz ‘ Hzo) 5
MBI

HCI NaOH | H, SO, 4 fit. % 4ii, Na, O, , NaCl
K,S,0, . KMnO, . H, N, - H, O, NaBiO, . NaBrO,
PO, 55 o dir et 5258 It FH 7K Sk 28 3 AT 2 7K Ak
PR G PR 2K (FLFH AR 18.2 MQ) - em)
1.3 SEus ik

FREC10.00 g LA F 100 mL & 4R+, in
A4 ~5£% Na,0, , $it5), L 35— )2 Na, 0, , iltA
700 °C Hy iy 45 il 30 min , B A 1R 30 A
FE S mesA LR %, 5 20 g NaOH 7E 500 °C
FERE 15 min, BB, 7EANHEE S FHA Na, 0, HL 2
JR BN P 1k, 43 I 20 g Na, O, , FELA 700 C
Lyl b Tl 20 min, UL TR R A KR E
T 500 mL BERRHT, ] 200 mL iR /K 82 BUA Rl ,
KPEEHR, R EER . BHERFE A 1000 mL
FRIR, K VPR RN ZE IR N BE S 5 IR INAL 2 g
K,S,0,, {19 mol/L H, SO, i T £ & Z& 17 i A1
SCE B AL, TE WO TR ERR A 20 mL
50 g/LKG WHVESA Ru Al Os WIS . #2518 A il
B AZEI O, B W 25 RS R i
bR, H LA TR PR LT% H, S0, , il 8 3| 2218
JA 120 mL 9 mol/L H,S0, .10 mL #3#1 KMnO, %
W S 10 mL 20 g/L NaCl ¥, K pElR 3F 3 ¢, 2%
VA 2, B8 S 28 IR S I VR 50 o IR B
W] KRR TR R b b WIBUE R A VKoK
o R )R T 120 °CmFAZE IR A FRIA WOk B S
Z5M8 3 min, BN 24 TR IR S, BT I
B K MPE S, A 1 mL HCL, K WS 7% A
50 mL i, #2505 H ICP — MS 3L 5E Ru 1
Os, [FIEFHETT 3 M imfess ISR,
1.4 brifiihsk

F£H10.0.5.5.50.250 500 ng [ Ru 1 Os i&
B ARET—41 50 mL 255, A 1 mL HCI, ff]
KRR L 5] . IR HE R AN & Ru 5
Os [ EE 4 0.0.01.0.10.1.0.5.0.10. 0 pg/L,
PP Ru " Cd 2 0s PP R I 52 R 2
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2 ARG
2.1 Ak ER

0s""/0s"" [ A AL 38 J5 s 7 24 1. 00V,
Ru**/Ru'* 1.4 Vo, —fAFOLT, AL A7
T4 VAL A AT RER Ru, Os I
[ ) 2 18 o o W] I 2 088 Ru, Os 1) 4016 77 R
%, FE A KMnO, — NaCl, PbO, — NaBrO, — NaCl,
NaBiO; — KMnO, - NaBrO, - NaCl, KIO, - NaBrO,
— NaCl &5, AR S S 56 SR A 70 1 B 8 e 0K
Ru 1 Os 840 B DY A ALy T 28488 Hh O, HLRBE [W] i)
PR Ry — TR OO SR T [R) — i . &
S AR S KMnO, -K,S,04 - NaCl H A
A, PG BHER Ru F1 Os BRI, REAR 4 1
[ IS U Ru 1 Os, H— & #E 1Y CL™ X E Ru,Os
KA, JIF HS, 057 /805 S k38 J5L L Ay
2.01 V, BB PR Ru F1 Os S Ak U 45 A6,
S,08 ™ Bl i J5 5 Az i SOF ™ Xof 2% 4 Al 72 & A 5
Wi o H A KMnO, — NaCl 7RS4 , I [F]— W0
WS ALE ] — W WA Hh i, Os AR A 40 2% 5 A4k R
PbO, 1 NaBiO, H & A R & Ru Al Os, A3 B AR
Feat bR & Ru #1 Os 195341, 10 NaBrO, Z4:8 2213
R IR, A A [F] & B Bry i#E A I 1
0, T 1CP - MS X Ru A1 Os B e . AN SCIA B
FHAS [R] 48 A 700 0 AH T 7K A TR W Wi, #4747
3 i as S, ] 25 SO AT R A Y
PRt ICP — MIS 00 5 522 1) , 0 45 A [m] 484k 751 1) 25
EIE, SCImai R WK 2, LG F M, A7 ik
KMnO, - K,S,0, — NaCl /4 Ru £1 Os FJEALF] o

2 AFAARINRE R (A
Table 2 Blank values corresponding to different kinds

of oxidants

A wy/(ng - g")

Xl
Ru Os
KMnO,, - NaCl 0.06 0.004
PbO, - NaBrO; - NaCl 0.032 0.016
NaBiO; - KMnO, — NaBrO; — NaCl 0.065 0.029
KI0, - NaBrO; - NaCl 0.018 0.009
KMnO, - K,S,05 ~ NaCl 0.007 0.005

2.2 ZRUREIRIE it
2.2.1 WRUORA LR

Ru Os AW ISCRAEAE —Fd B0, B Ru Os
(4 DU S AP 3 T R A 5 R P IR IR, LA
Ru 1 Os i EEAEWYGR N o RIS Ru Os 11
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Wik 24 NaOH  H, 0, (K% ) \HBr HCl - Z %
- Bl \As,0, 450 ¢/L NaSCN %, 2% J& 21 W 5 5
AL X} ICP - MS il 5 Ru,Os (520, A SCHEAT R
SESEHy R NaOH | As,0, 450 g/L NaSCN fE Ky
WS PR 3 AR 500 3 30 ICP — MS U % Ru Al
Os A E M2, AN ER Ao 1 H, O, f1 HBr
XTI E Ru A1 Os A AR =20, ] HCL - 2
— B RAE A WSO AT A B A Ru 1 O, {HL IR L
AR, AR A DITERT T, 25 5 15 B ICP — MS
e o b s fbdn il 28 , WA R . A SCRAR
Bl 3 D 700 7K B BV A WSO, B8 A S M Ru
Os, 7518 57 B T 13 Wl = B AFFE Y A
H,0 H,N, - H,0 NH; .Cl™ &, %} ICP — MS jll| &
Ru 1 Os & A 50, BRI, AR SCEE B K A BEE A
Ru 1 Os AW
2.2.2 KEPR

MR SR & A Ru Os 1Y U4 AL 4
D ETRMEAAR HCL CL &R EA 2 FE R O H —
BB G I, o T ORI RE 98 58 2 R IX Ru,
Os, #4775 BRI . B Ru i Os 45500 ng
TR, L5 ik 2518, AR 2 1950 g/L
I WHE R OGR4 T Ru A1 Os [ S, & 1
LERFW] R 15 mL LA 150 &/ LKA RN AT &
[\l 500 ng Ru,Os, A CZEA %[, ¥ B20 mL
50 g/ LKA HEVE AW MACHR B AT 3 J2 S oK

120
<
S 100F ' ——y
= -+ Ru
= 80f
- Os
60 I ! ! I
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Vien/mL
Pl L KA TR . eI 0
Fig. 1  The effect of hydrazine hydrate dosage on Ru and
Os recoveries
2.3 KRS

7508 Ru \Os I S EFE S @ R E . 28R
JERAR, Ru F1 Os 1] BES N6 A 7508 ke itk A
WU 5 I B2 3T # , Fe \Re (Cr.Se \Te 4570 % 1] RE 245
KB Ru Os —E ik AW, 45 J5 22 1 ICP — MSHI|
TEN R T ARSLIRH Ru Fl1 Os 4% 500 ng T
—24 1000 mL Z& 4RI P, 1% S50 5 1k AR A [ i
PEAT 208 2RI E] 2 S min, [8] 2 25 R R W], 2518
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HREEAE 110 C LA L, AT LAGRIIE Ru  Os & 2 [0y H
Os 75 140 °C DL A 5%, Al B & W e ifc it B2 2od v
JITEe IRIAR SCIES 120 “CARE D 28R IR o

2.4 ZRIRINFIR]

N T PRIEZRIEHCH Ru Al Os BEAS Bl 5 42 2518
ok, A B Ru Hil Os 45 500 ng T — 4128 1R
N SR SEITT I I ST AT 28 08, 155 28 1R vl
W5 )5, AR AL SR 7% 18 I ], 70391 A5 AN ) 7% 138 o
[l . [ 3 2K, Ru 7E28182 ~ 10 min A] &
[, Os #E 1 ~6 min AT LUE R [ PRIk, A7
LRI 3 min BIR]LRIIE Ru  Os & 5 [0y

120
X 100+ y —— whngzﬁ————&—’—d
7 S
{}%‘» r ~.
& 0 / T
- Os

60}
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#EE 0/C

Pl 2 AR EERET . eI R 05 m

Fig.2 The effect of distillation temperature on Ru and

Os recoveries
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Fig.3 The effect of distillation time on Ru and Os recoveries

2.5 ICP -MS ;£ Ru H1 Os i) 4L B ik

i 251 0 B T AR RSO B R 2l , AT
EY A H,N, - HzoxNH4+ JC1™ %,H{ﬁ{ﬁﬁz@ﬁ
PR, NS BT ICP - MS il , 5 22 R IR 1L
BT IROR b 2 AATE CL L, Sk HCL s R &
&, B Ru F1 Os 4% 50 ng F—41 50 mL K& MA,
JIA 20 mL 50 /T 7K-& WF, FHAS ) £ 19 HCL HhrFl
Ja i Ru A1 Os, 455K W] HCl N fAE 5 mL LA
T, B A Al L YR EAE 1.2 mol/L LUF,
X Ru F1 Os (100 22 A 50 .

ICP — MS 73 #fr h A7 A2 B 3 T 0 AR B T4
W AN SRR S 28 22488 40 15 T A5 W AT T o 4 T
B2l AT BRI E Ru F1 Os (Y 9E BT % T
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Yoo BT HE S0 W Ru i 2 H 7 T3,
IOGmeO\”G Lu16 0\176 Hf16 O X‘ 192 OS E{/‘J z JE % q:
P PPd X Ru K2 P X 0s ] & 507 % TR,
AT T FEZR W M A Sr.Yb Lu Hf (Pt . Pd
£ 1000 wg #1100 ng Ru 100 ng Os, #5256 Jr i if
2808, P R i P Pd S ™ Yb O L
VOHE A7 90 5, TR I ™ Ru, "Ru"™ Os,
20s . 0s, RIS Sr.Yb Lu Hf Pt . Pd 7
B, XHE Ru A1 Os 3% A 820, R, AR S0k
P BERR 0 Ru A1 0s A M E AL 2
2.6 kit

Fie A TAEE 2 1Y ICP - MS FefEfb % M
AR e, XF 12 A 2 I (FHS T 10 g
FESL) LR, 2550 3 5 bR ifE IR 22 (3s) T’ LIFR
FEAGEL S SRS R i PR (Ly ) W3R 3,

3 HEGHR
Table 3  Detection limits of the method
B wy/(ng - g™") s BR
T iz Lo/(ngre”h)
Ru 0.0059 0.0013 0.020
Os 0.0035 0.0010 0.015

2.7 kslnieR

PRICHLER {7 [ K — b i) it GBW 07288 |
GBW 07290 .GBW 07291 ,GBW 07294 .GBW 07101 %%
10.0 g, IRAFHRL A Ru Os PR, 17 4 i fe
AR . 3% 4 AR Al P Ru Os B TIBRRE
B M RE R BN, Ru 1 [T SRAE 94. 0% LA L, Os 1)
SR ALE 96. 0% L I

#d RIS

Table 4 Recovery test of the method

T PR wy/ AR WEME ey FCE EER
S FRE R (ng + -1 my/n, . mp/n; R/ %
B grg” ) M¥ME (ng-g” ) M8 o
GBW 07288 0.05 0.50 0.097 0.47 94.0
GBW 07290 14.8 150 30.2 154 102.7
Ru GBW 07291 2.5 25 4.95 24.5 98.0
GBW 07294 0.66 5.0 1.17 5.1 102.0
GBW 07101 10.0 100 19.72 97.2 97.0
GBW 07288 0.05 0.50 0.101 0.51 102.0
GBW 07290 9.6 100 19.4 98 98.0
0s GBW 07291 2.4 25 4.96 25.6 102.4
GBW 07294 0.64 5.0 1.12 4.8 96.0
GBW 07101 6.0 50 10.97 49.7 99.4

2.8 REEBENNERDE
Sy BIFRE GBW 07288 .GBW 07290 %% 12 {5 i
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AT o0 M, A R W3R S J7 R % B (RSD)
4.72% ~9.58% o P33 fE SR E(EARTT o

5 KB IERERE AL
Table 5 Precision and accuracy tests of the method
R wy/(ng - g~")
L TR — - — RSD/%
45 brifEfE TEIGEME bR
Ru 0.050 0.050 0.0044 8.80
CBWOT288 s 0.050 0.048 0.0046 9.5
Ru 14. 80 14.66 0.72 4.91
GBW 07290
Os 9.60 9.53 0.45 4.72
M- )
3 PR

PRI 10068 [ 58— S o v okt e A B 3
FEBEAT Bl S U T, 3 B4 R -5 b ) JoOu BEE
2 6 LRI AR AR 1IN E (H S AREEANAT o

6 KRBT

Table 6  Analytical results of Ru and Os in samples

) _ wy/(ng * gil)
REh TR _ .
W7 FrifEfE
Ru 0.051 +0. 006 0.05
CBW 07288 0s 0.049 £0.007 0.05
7 Ru 14.96 0. 60 14.8
GBW 07290 0s 9.35+0.51 9.6
, Ru 2.50 +0.15 2.5
GBW 07291 0Os 2.27 0. 15 2.4
Ru 0.64 +0.05 0.66
GBW 07294 0s 0.63 +0.06 0.64
Ru 24.9£0.75 25
e
B 0s 25.8+0.82 2
42> F
4 o5k

ARTTEANE T 20085 — HUBRE 5 25 3 TR
T SE HUBRAL AR fh IR ET BRI M k. R
Fa A LA AR Al B T 2608 0 BT VR0
AR TH BRI E T, AEAL I S 38 25
N AR R R AR A A, ) PR o [ X — 4%
PRUEMIBEA T 00T, 0T 4 SR S AR HE A 15
TETRIE PRI FEE , CAESE PR A = AR SR A
AL HUER =2 dh PR VBRI 0T 20K
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