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Determination of Selenium and Tellurium in Polymetallic Minerals
by Hydride-generation Atomic Fluorescence Specirophotometry

CHAI Chang-xin, CHEN Shi-yan™ , CHEN Yue-yuan
(Lanzhou Testing and Quality Supervision Center for Geological and Mineral Products,
The Ministry of Land Resources, Lanzhou 730050, China)

Abstract: A method for determination of selenium and tellurium in polymetallic minerals by hydride-generation
atomic fluorescence spectrophotometry was developed. The samples were decomposed with HNO,-HF-HCIO,. In
6 mol/L HCl media and using Fe'" as relieving reagent, selenium and tellurium in the sample solutions were
directly determined by double channel atomic fluorescence spectrophotometer. The detection limits of the method
were 0.032 pg/g for selenium and 0. 023 pg/g for tellurium. The method has been applied to the determination
of selenium and tellurium in National Standard Reference materials and the results are in agreement with certified
values with precision of less than 4. 0% RSD for selenium and less than 7. 0% RSD for tellurium (n =8). The
method also provides the advantages of easy sample pretreatment, is more efficient and suitable for determination
of selenium and tellurium in polymetallic minerals.
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Table 1  Optimal operating parameters of AFS instrument
T fiEE TS JTHLE T/ (mL - min~') R o/s
B0/ R A md RS RS BRI
Se 260 200 9 80 400 800 1.0 10.0
Te 260 200 9 50 400 800 1.0 10.0

(ORI 9= Wil i 5 2 s T A
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Table 2 Operating program of the intermittent hydride generation

M0 IflE] /s T v/ (v - min ! ) A
1 4 0 No
2 4 100 Yes
3 3 0 No
4 12 120 Yes
144 —

1.2 255

Se \Te TR G BRiEff A5 VAS TR « YA R E0C 2 2RI
M 45 0. 1000 g F 200 mL LR, i A 20 mL
7.85 mol/L HNO, F i ¥t b AR IN#IA . A
6 mL 5.8 mol/L HCIO, 4k£EM# % B (40, T ¥
I KRB R 1000 mL, $25) i fF TR P .
MWHEH p(Se) =100 pg/mL,p(Te) =100 pg/mL,

Se \Te B G AR UET W < 18 FH s AR VE Gt 250 TR
BRAREN . W p(Se) =0.5 pg/mL,
p(Te) =0.5 pg/mlL,

FeCL YW : FREL 1 g Fe, 05, % T 15 mL HCI
KA B 100 mL, $84], BLIEW p(Fe’) =
10 mg/mL,

KBH, %3 : FrEL 30 g KBH, /AT 5 ¢/L KOH
W, KR BE R 1000 mL, $247, PR BLAD .
I p(KBH, ) =30 g/L,

HNO, HF HCIO 34y 4r v el SR8 F/K &
BT K,

1.3 FERAALH!

HERAFRIL 0. 2000 g K TR 2w, LA
DR KB, A 5 mL HNO,  5mL HF  2mL
HCIO, , B T H Hb AR A 2 iR v i . k2
FHE R, 78k B8 WA, FR AR 2 1 mL B,
BUR EB#UINA 12.5 mL HCI, 76K #i
M2 ~3 min, RIGINA 2.5 mL FeCLAEWR , 78 A 25
mL W@ S B =, LB T KR EZ)
I BRSIEE, RS RTE E JE S bR R R — i
D E

2 HER51HE
2.1 FERMRPE T I

Se Te [ fbFPETUAHIE, JB T oL TR, &
Fi HNO, - HCIO, .HNO, — H,S0, .HNO, — H,S0, —
HCIO, VR A BRWRIE S . BT H,80, B JHET, Se |
Te 2B W ALY HE K BR Iz H,80,h &
LY Se, R >R H] HNO, — HF — HCIO, 73 i FF i
FrPE il 1mL 2245 (R B, LA K KRG Se \Te A% K
P o SCEGFEA  FERE S AL FE R R RUE A
ANBEFEAEAATE NO, AT 3 G 0 7 285 2™ 5 I 15
2.2 JEAEE IO Bl

HG — AFS i 2 4 J@ 0 W) HE 5 i Y Se [ Te
i, HFE 2R THEC R N Cu Co Ni Bi As Ag . Sb,
Hg .Pb .Zn Au &5, iX 26505 5 KBH, O A4 A Ak
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Prskfie 5 KBH, & A S A6k I By A= i 4 s il 4k
Yy, T B4 R k. SE R 2 &R0 Y
Feahrp Cu Ni Bi Xf Se,Te Byl & 7 A ™ H 1Y T
P, RATIA Fe® &b, 38 HCL fé R v B T 4100 il
HTH.
2.2.1 BRI & 5AFR T F i

SCHRL3, 1] 408, il TP AF7E LA R & BT
EHFATHEM % : Cu,Co Ni ,Pb.Zn <100 pg/mL;
Bi <8 pg/mL, As.Ag <2.0 pg/mL,Sh<1.0 pg/mL,
Au<0.002 pg /ml, AT 5 UE S SCHk A
— 5 IEHE Y Fe' T SR A 25 mg B, T
THAZENH (LK 1) .

230

Se
190

=150

Te
110

700 IIO 2IO 3I0 4I0 50
m(Fe’)/mg

Pl 1 Fe’ o o]

Fig. 1 Suppression effect of Fe'* on interference in Se and Te

determination

HCI 7B 6 mol/L;Se Te 4001 pe/ml, Cu Ni Zn %24 pg/ml,

Pb.Co } 20 pg/mL, Bi 7 4 pg/mL, As fy 1.5 pg/mL, Sb

0.8 pg/mL,Au 7 0.001 pg/ml.,

2.2.2 FETHEFHELE

T2 &R/ P T ITRIEEA SRR, S
WK, AIEX Z & mo HEndr s, %R
1.3 95 S0 )R O 5 7 A T TR Cu Co
Ni, Bi 47 748, Mk iR TR S =L
B B E R — AR UERE i GBW 07283 ( GSO — NiCo
-1) .GBW 07233(GSO - Cu - 1) % Cu . Ni —Z&¥r
FES —04 JEAT TS . 2 3 45 R%KH], 756 mol/L
HCl 4r i ,25 mg Fe’ " £ i3k, Cu . Co Ni Bi
TR e
2.3 fHIRE Z AR I T Pscss

SHEHR (8 -9, 7F 25 mg Fe' " ££ 6 mol/L
HCI A g, M 7 AS[FE LG Se  Te TR W H Y
Se Te fi, 174 Al L, 24 Se Te Fifg Lt 1: 174
#1250, 1: 142550 : 1 1 ,Se Fl Te Z [ 4H
HATHE, EEE Se M 92% ~106% ,Te - 96%
~112% |
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Table 3
intereference suppression test

FEm T THCEmE w(Se)/(pg-g™")  w(Te)/(pg-g™")
G5 OUR p/(pg - ml ™) BRAEE PIIEMEY AREE THE A

Interference from some coexisting ions and

Cu 56.0
GBW .

Ni 346.4 29+2.6 29.5+1.7 2.3+0.42.18+0.18
07283

Co 5.53

GBW  Cu 92.0 5.1+0.8 5.16 0.1 0.62+0.12 0.60 £0.01

07233
Cu 9.6

5-04 N 238.4 29 27.6 4.0 3.94
Bi 0.4

© MEXRELn =6,

# 4 Se fl Te ZIAAH T-HUIALS

Table 4 Interference between selenium and tellurium
Mo/ g Mg/ g AR R/ % || myp s/ we - myymn/wg B R/ %

Se Te Se Te Se  Te || S5¢ Te Se Te Se Te

0.1 0.1 0.10 0.102 100 102 | 0.5 0.1 0.50 0.10 100 100
0.1 05 0092 04 92 9% || 1.0 0.1 1.02 0.10 102 100
0.1 1.0 0.10 0.9 100 98 |/ 2.0 0.1 212 0.112 106 112
0.1 2.0 0.10 1.98 100 99 {[3.0 0.1 3.15 0.10 105 100
0.1 3.0 010 298 100 9 |50 0.1 500 0.09 100 9%
0.1 5.0 0.10 5.06 100 101

2.4 FRIERIREM K SO ARG B B

oI5 Se Te LIS ML S FEAE. 5
e, 7E 2 ~6.5 mol/L HCL A2 i, PO TE 1Y
Se \Te ﬁ%’]?ﬁ KBH4§E§EE& ste\HzTe§ 7S
PrIEASH) Se [ Te WIABEIL AL , PRI 5 Rij a2
U 7S IE S B o R A RIS A 12,5 mL
HCI JF 35 2 ~3 min, a] {74k s d i o

RN B SN X8 5 T R v W P R AT
7358 H,80, \HNO, (HCIO, #1 HC 1471050 , 45
HFWITE 4 ~6 mol/L HCl 4} i /7, Se . Te B2 E
Tk HARE
2.5 hxifEdhgk

I3 I Se | Te i & b % 0. 00,0. 05,
0.10.0.25.0.50.1.00.2.00.4.00.5.00 mL T
A, 4% 1.3 R 23 i A0 SR A A AR
Lo MRS, FFtlbrEh £, BT ih &
MHETTFE (P TR DEGIREE s p Ny T R, BAfL
pwg/mL) :Se Ky I, =19320. 19p +16. 196 1, fHL R
%00 0.9997;Te Ky I, =13507. 10p +6.392 1, F1k
50 0.9999,
2.6 JiikkiliR

T IR Prafee F R, FH AL 2715 25 (TUPAC) #fE
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HRYIT I ARG BOE IR T, B IR R S
Ao i — ECHL A B0 o0 FR 3 S BT IR T O
SREEINE 12 U, AFE 3 A5 o i 22 Bk LA il 2 9 79
2, [R5 R IRORE B 5 R B OR FRAS: Hh 7 YR AR BR
Se 2 0.032 wg/g,Te }y0.023 pg/g.
2.7 JiiERIEE

PEICH R & A sk A R 2 2
&)@ 5 FE &b (JCh — 10" f1 JCh — 17%) J b bf
GBW 07233 , ¥ FEASGa: il 11 (4 70 22 BRIEA T A 2
JEIRK . 5 45 RERW, ik # E (RSD,n =8)
HSe <4.0% ,Te <7.0% ,

5 KB

Table 5 Precision test of the method

w(Se)/(pg-g™") w(Te)/(pg-g™")

ERET, : RSD/% : RSD/ %
SIS T SR P91
0.98 0.92 0.17 0.18
0.92 0.87 0.18 0.21
~ #
10" o g 02 30 e 019 6.99
0.92 0.89 0.18 0.20
5.04 5.06 0.45 0.41
478 5.01 0.47 0.4
h-17% 5.04 2.68 0.44  6.18
IGIT" g5 s 0.39 0.45
517 5.21 0.46 0.42
511 5.23 0.58 0.5
516 5.13 0.60 0.60
CBWOTS o T SIS L1 e 060 LSk
5.03_5.16 0.5 0.61

3 Jiik%iE

AN E K — % 2 Ja B bR SR
GBW 07283 (#5441 1) . GBW 07233 (4l 7" £ ) .
GBW 07234 (Hf{1) S — bt 5 — 04 i AR
Y Se Te, % 6 45 RLM], MEH SHREMEYIG

%6 FEMAHT

Table 6  Analytical results of selenium and tellurium in samples

w(Se)/(p,g-g’l) w(Te)/(pdg-g’l)

e
BRI PAWEEY W Tmen”
GBW 07283 29£2.6 29.5+1.7 2.3+0.4 2.18 £0.18
GBW 07233  5.1+0.8 5.16+0.1 0.62+0.12 0.60+0.01
GBW 07234 0.89 0.94 0.13 0.112
5-04 29 27.6 4.0 3.94

@O MERE S n =6,
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F HNO, HF \HCIO, [Al A it ARG M
T Se Te (LK . TNELREK —FArED) 2
SRR UL, Se \Te HYMERR EE AT LATH 2 AE A 73
PrEske fereabillE i fd, i F Cu Co Ni \Pb Zn
ST RAE S KBH, AR S IR I S0, A L) 46
JE AL CRE 22 R A AL B A A E 1 3
WA E I R Ao o T R R v R B A 1y
M, Bt AR (0. 6 mol/L HCL) i P g 1 365 1 I,
TRAOYTTE T 8 8 BB, M 3 BOA R B 2 4505
TE PR A U S i
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