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WE: 23 TENATIHER(<S] o) P4k ALEZ 0BT EOHRABRFXEAEZ, T T K
BREA HEANG R A, ARBEHEN, LFORK TR TaRLETAAEOKRE =
90% , WA EE (RSD,n=6) H4.3% ~7.7% ., i EREYR O B ToAEE 47 ALK

), R T S A R AR A AR R T
KR 4k K MR E; TR BT

FESEES. 0614.82; 0652.6; 0657.4

MGG R & —H B A EEAR S ek
TSR TR, R I — 2 S T
=3 R W L i L5 R W o e 1) I U
FHUFRE A TE LR TP E A L R
Bk 4 T E LA I AR 0 2 0 R T
TR E B R ERE s T R
AL R A L, -0 AR 2 A s D
J&, AR AR T Z AL W iR, R AT IR
BEINE AR TR ALY AR e AT 6 N4
WEICR 2 o 5 BB B 4 0 R R A &
(20 g Z247 )BT, a4 Be 5 75 F K &2 1 45 57
(40 ~60 g )FIERIHAERI(1 ~2 g)' ™", £ i iR o
ATAS B HRAR A A R B . SR, FE Hb R AL 2=
IR, R R — SE RV (<
1 )RR & AR G OC R, A R R
REER 7/ RE = SR Il N T /R = ST O i o A
FE b AT R R R 4, R A s 7
PR AR, ) 28 Rl 4 R 1 25 BRI X TR
TERREEE . FIE, diE b =50 TR 9%
B, H AR B A BRI A B/ IVEE i R R R
JREHAGICE T ER . ARSCEE B e )F ST

Y FE HHA: 2004-11-23; 1&iTHHA: 2005-03-14
HEE£WMB: ERARBAEE R H( 10375084 )

XERFRIRAD: A

TG OREE D B B LR B VR AR P i
Pt ik ARR TARAE I R A 5 i3k
fili b BRSSO AR R B R, DUE T
B BT R s AL AT

1 SEYSRsy
1.1 5286

Na,B,0, Na,CO, .SiO, . 4R F SRy FHEm,
PR ai( H 248 WAKO 24k 2% Tl A B2 |) 4E
72312 mol/L HCI, H, 7 Tl 2%( H A KANTO fk2#
T ARAFEA ) KB FIK, R > 18 MQ) -
em, 1 Millipore Zli7K#%( Milli — Q B )45

FKPERE U JE I H A8 ADVANTEC 723 7] 7=
i ), B4R 25 mm,fL42 0.2 wm, il &7 & 4R A,
HIEAFITE; VT - 500 B2 fhjEas( HAX ADVAN-
TEC AR5 ) ;s Model 550 — 14 D #f47( 5% [ Fisher
Scientific Tsotemp® /A A A7 ) IRFEREE £2C .
1.2 ki

21 AR SPEX BT R AL A hn e 3
6 SPEX 2 A #2441 ). Pt.Pd . Rh . Ru.Ir. Au ¥k J& &
1000 pg/mL, 1.2 mol/L HCI 4 it ; 485 Fi f ik

YEE B : BREARC1955 —), 55, IV FedE N, 11 AR BT E R B E S 0
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WERY Alfa® B0 R AL A AR MEW: Os 1000 pg/ml.,
2.4 mol/L HCI /it FH i Mo R 2AFRUER, i
IR 3 AR : @ Pr.Pd Ru.Os . Ir IR-ATMER , e
BEA M1 pe/mL; @ Rh AREWR, WE A1 wg/mL;
@ Au bRIERL WA 1 weg/mL. HU10 pl TAEW,
TAE/NEAC T L, AR TR AR O/ M
AR RS TP IR TR

1.3 fAREREIRE

RAEL T EEXTINVEE Y G 2 IR IGHR S50, 1
EMAVRER SRy AR R <1 o BSR4 .
DU ),2 ¢ Na,B,0,,1 g Na,CO,,0.16 g SiO,,
0.1 gfHREH,0.06 g FHER,0. 1 g A .

IR B BRI 5 mL B3R IR G
Yoy b a R DIk THE E 900 °C, 3R
AP, 7E 850 °C1EHIR 20 min 5, ¥R THE 60 min &
1050°C , 7E 1050 °C 1E . 15 min. BOHHIH , 7420
Je R U BB . IR N B B I BB A
0.12 g,

BRI AR K BB R R 2 25 mL
B, A 15 mL 6 mol/L HCI, 3% | FTm I, i
TR IR B AR RIS R RE RO IR Rl
WPsHE 2 H A /b H,S SO E I, 2 1 i,
FE PR R TR VA L, 8 T AU A o K R T I 1
b HEE RIS AR . KU B N
Yo, T AR OIS SV s i ss i, T b
TFIEAL T
1.4 rhriGfesndr

W PRI RS 2% H AR T T JRR4 W5
W N HERR R . KBRS 6 h)7E T fLiEAY B &
AT, P FEREN4.9x10%n - em ™ - 57, 4
i L R 5 9 4 S 1 5 L T A A
PR HEZ L 4. 8. 45 BEGT( 30 s ) FEPR %
By fL B $EAT, hFHE R RN 4.5 x 108
st & 3.6,

JHAC SR A0 < AT R P A A O L 1. e
SRR y 5 AR H AR S BT 4T, HPGe 2
ARG LS, BEE R 1. 80 keV( 1330 keV ), 4
XTI 20% , 2 Canberra 218 70 . 1< B G #E
i Yy IR H AR 2R R ST R A S TR 67 R
UL EAT , HPGe P ARERIM 2%, BB 147 HEF 1. 69
keV (11330 keV ), FAXTRLH 20% , # Ortec Z 38 57
Mreso y g5 5 2. % #1120 ~ 300 s, I &
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n-*cm

O Rh FEICAE 300 53732 20 ~30 h, i Pd, 3%
WEE 4000 s; 72216 ~7 d, TE" Au( P, 37 ).
1 0s, FEWCAE 6000 537220 30 d, " Ru I, 1%
428000 s,

1 HHEMESE

Table 1  Nuclear data for the radioisotopes used in this study
s i iz jegey Y RAER

E/keV

Rh "% Rh( n,y)'™"Rh 4.36 min 51.4
Pd 18 Pd( n,y)'®Pd 13.43 h 88.0

Pt P n,y)PL R~ )PAu 3.14d 158.4

0Os 0 0s( n,y)""" 0s 15.4d 129.4
Ru 2 Ru( n,y)'®Ru 39.24 d 497
Ir T 0,y ) 73.83 d 468

7 Au( n,y )" Au
2.69 d 411.8

197 Au( n,y )98 Au( n,y M9 Au

e G Hr b BT R Z R B AFAE S
T BRI, B Au B9 XUERR T4
[ "TAu( 0,y )" Au( n,y )™ Au Wb, REETIE R
IS AR R A T 2210 Sz SR Au Ak bR
M T 25, F0Bg Au X Peas#i i T4, AR T
PRI E )T R my/my, ng ) 3.2 ¢

2 RS
2.1 BWEE

@ A7 BRI A A e ) 22 B Na, B, O,
M1 Na,CO, AL, AT HIEFEM SRR A4,
BRI T AL 0. 175 mm( 80 H )M A, B
FREE S AR B R BE A G, IR PR A R TR 0 Y
AR, ISR, 455 Na,B,0, F1 Na,CO; 95T
ELER 2 0 1o SRR LA R ), 068 k2B B 5
I BRI BUE R, X F1~0.1 g W
P, E BN 3 ¢(2 g Na,B,O, +1 ¢
Na,CO, ). 7 F &k £ 3 il I i 4 1 1 38 o
TR R YR B, 45 750 FH e ad AV 2 ol BB 0 BB AN
WX 1~0.1 g MFES R, ISR 2 g BT,
IR B BB 0 R 2 VF 2 A0/ INBORL , ME T[R9 i
FIEG, P, X TF 1 ~0.1 g BRES i 50 R E
H3 g BRAIE.

@ WEN RIS EN FEEEH S

All rights reserved. http://www.ykcs.ac.cn



53

ZEIEARAE AR TC R 7 A O TR BB it B T T SR T IR T

524 &

B TE AR ) NiS. 1A 7 PR BRI B i)
FE . i A%, AN BE IR AR A R R B
AR oT R B . B e, SR
PRI ABRGRIN, W i34 HCL %5, Rk HCL X
B B TN iU N Y (O NS 11 U RS M. W R £
BLURREEN1: 0.6, X T1~0.1 glkE
OB 3 g B HEEN 0.1 g0 BB HEY
L1 AR A (A ARG AR B TR B AR T
Do BOE ARG, HE S WARI. W S8
KN 0.05 g B, K B3 2 R s 5408 0.03
g ZeA BRI RS I A i . PR, X T 1 ~ 0.1 ¢
FIRESD I AR 3 ¢ BIIRR 0. 1 g M TR
N AR B INEELE 0. 13 ¢ 24,

@ Sk X E e R R SR TR
BEEFE TR . BEAIRE SCA 790 °C L KE I
T I 24 850 °C . FE Al AW S #E 850 °C fH I 20
min, PUA 6 70 5 U v, 26 BORS B e ml g, T
BB ARG /IME BR , S A LI AR b Sl AR S
JCE . P, 7E 850 °C AR 20 min, A ) T 55 i 4
LT ER . S FHEZE 1050 °C, IR, K%
s, TSR RG R BRI BRI AR K, N UL R I
RGP, 7E 1050 °C AR 15 min, A R 45
SR AR L K A A T R AR
2.2 fEMARIcE

1 g i Serb RS RE S, B T ) 4 () S e
TCRVRER A B A S W 1.2 4R iE ), 3%
PR E R A AR UL 1. 3 R B A A 1. 4 7
A 0 A A AT ), A 4 TR A T &R i sk
Boo ANEATHE, WA FE A1 TR Pr.Pd . Ru.
Rh.Os. . Ir U3 3 0. 02 g, 45 R W3 2.
ANAHATEICE MR R ) =90% , 7 ok 2 2 ( M
ArifER2ZE , RSD )N 4.3% ~7.7% .

BAN7ERRAE L A D i AT R A
VO, TR . IR YRR S H,S A5,
RRIBRATIG 4R H, S LR, AT R 1 TSR ]
BEAR > R BRI A PR B — 2 B HL,S A4
FARSTR IR, SRR ET R A IR . A
PP TERRIE BRI, 2 A D& H, S U E
I, 452 A PG BB R WA Sk I

2 g EREICeR"

Table 2 Recovery of platinum-group elements

. R+o .

JCER RSD/% || Ji&E RSD/%
(%)

Pt 93 +5 5.4 Rh 92 +4 4.3

Pd 91 +7 7.7 Os 90 +5 5.5

Ru 90 +6 6.6 Ir 93 +4 4.3

@© R F/RFRIMIBR, o KRFRHER2E,n =6,

2.3 brifEWIT AL RE BT

PR R ONRI T /L W s i TRV TY e G
1.3 HONEET SR 1.4 R bT),
TN T A T R MR AL 2= AR E S W i GBW
07290( GPt -3, #(#i A ) .GBW 07291( GPt — 4, }%f7
RS E ) FC — 10 P2 BRIk 4 br v S 2% W) i, K
1) FC - 20 PHEZHIERILEARIES Y T, R 1)
G CR S . B 3 B AT, AR e
SraEEARLTE  OF B AR TR E . X Ui
JITEEST AT T 2R S R R 1k 4 T A I R A T
SE .

R TR TR R SR, A T =k
H B AR L H s e R RS R
1 g, Wi R ER 4, G5RERW, A T4
Fris/IMEE SR <1 g ) IR i MR LT R .

3 BRESEWTP IR PR

Table 3 Analytical results of platinum-group elements in standard reference materials

GBW 07290 GBW 07291 FC-1 FC-2
T WA
FRUE( 2] AL RSD/% ARdEMEN'?) AL RSD/% ZEMIB) Ak RSD/% ZHEHIB] Ak RSD/%
Pt 6.4+0.9 6.3+0.7 11.1 58 £5 59 +9 15.2 45 +4 47 +7 14.9 5243 51 +4 7.8 <1
Pd 4.6+£0.6 4.1x0.7 17.1 60 £9 59 11 18.6 31 £3 31 +4 12.9 43 +3 44 +3 6.8 <1
Ru 14.8+2.7 13.5+2.0 14.8 2.5+0.2 2.4+0.3 12.5 47 £2 45 +2 4.4 57 £3 552 3.6 <1
Rh 1.320.3 1.2x0.2 16.7 4.3+0.8 4.4+0.8 18.2 6.0+£0.6 6.5+0.4 6.2 8.1£0.2 8.0=1 12.5 0.1+0.08
Os 9.6+2.0 8.8+1.0 11.4 2.4+0.6 2.3+0.3 13.0 33 +4 30 £3 10.0 42 +4 40 +2 5.0 <0.3
Ir 4.3+0.5 4.4+0.4 9.1 4.7+1.1 5.0£0.9 18.0 33£0.5 34 £2 5.9 41 +0.4 42 £3 7.1 0.01 £0.006

@ 6 I FATHE, B A5 : GBW 07290 Fl GBW 07291 4K 1 ¢, FC—1 FIFC-2 %4 0.1 g,
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Study on Micro Fire Assay with Nickel Sulphide for Determination of
Platinum-group Elements by Neutron Activation Analysis

LI Xiao-lin', M. Ebihara®
( 1. Shanghai Institute of Applied Physics, Chinese Academy of Sciences, Shanghai 210800, China;
2. Department of Chemistry, Graduate School of Science,

Tokyo Metropolitan University, Tokyo 192-0397, Japan )

Abstract: The procedure of micro fire assay with nickel sulphide was developed for the determination of plati-

num-group elements ( PGEs ) in small samples ( <1 g). The amount and ratios of flux mixture to collector and

fusion conditions were discussed. The recoveries of the PGEs were measured. The results showed that the recov-

eries were =90% with the precision of 4.3% ~7.7% RSD( n =6 ). Analyses of standard reference materials

( SRM ) indicted that the results are in good agreement with the certified values, showing that the procedure of mi-

cro fire assay with nickel sulphide is reliable.

Key words: platinum-group elements; nickel sulphide fire assay; neutron activation analysis
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