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[ Abstract | Objective: To establish a method for the determination of 5 elements ( As, Pb, Cu, Cd and
Hg) in different pocessed products of pyrite by inductively coupled plasma atomicemission spectrometry/mass
spectrometry ( ICP-AES/MS) , in order to provide a basis for thelimit standards of As, Pb, Cu, Cd and Hg and
other harmful elements. Method: Five elements of the digested samples were determined by ICP-AES/MS
simultaneously, and the contents were calculated by calibration curves. Result: Good linearity of calibration curves
was obtained for ICP-AES/MS assay, the accuracy and the recovery met the requirement of trace analysis.
Conclusion: The method is highly sensitive, rapid, accuracy and offered with low LOD.
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SRA AR b (As) (5 (Pb) il (Cu) (5% (Cd) Rk 1 BEKEREEEER
(He) &, il AR A F U KRR ERE s e W] ik
P& AR SI 090503 201011 % W TT o B 25 S K R T
1 BERH $2 090418 2010-11 L WL o BE 25 KR T
1.1 {%#% Milestone Ethos I B R AL <3 oo0422 2010-11 g R UL B 2R R T
(B KH| Milestone 22 H] ) ; VISTA-MPX B RLURFE & 4 000416 201011 L5 W T o B 25 S K R T
SRR R BB (£ E VARIN A #] )5 Elan g5 g90420 2010-11 i1 WL o BE 2 K2 K AT
9000/DRCII/DRC-e 7Y H 8% #5445 25 + 4 Jit 1% 41X S6 090428 2010-12 oI WL B 25 Rk R T
(% PerkinElmer 2 &) ) ; Milli-Q %I # 4 /K #L S7 090429 2010-12  pyJi| W T 2 e R T
(Millipore , Bedford , MA , USA ) ; Mettler Toledo # 1/ S8 090430 2010-12 Pl WV o 25 e 2 T
T3 B KA (B L MR -FE R 2 46 1) SO 090430 2010-12 S5 T o B 2 e 2R T
L2 bRufE¥p e XHARE (Ph) B (GSB 04-1772- g0 go0s10 2010-12 =7 WL A B 2K T
2004) it 103345 4 BEGH (CA) W (GSB 04-1744- (1 (oo s0i0mn  w s BB 25
2004 ) , L5 09601 ; X B K (Hg) ¥ (GSBO4-1751- ¢ (o000 201012 PR BB B E 250
2004) , 4t 5 09635 ; Xf A (As) ¥ (GSB 04-1738- S13 080306 2010-12 M LN T 25

2004) , 4t 09521 ; XF HE 4 ( Cu) 7 W ( GSB 04-1747-
2004) , it 5 10334;" & (" Rh) #50 F XF I8 % W)
(GSB 04-1746-2004 ) , it 5 10602 ; L | X HE %5 W ot
R 1000 mg- L7 0 [ E 5 A 648 K
TR B o
L3 i maE<(ZAERSHE=
99.999% ) ;18 MQ #8 4fi /K B & e il ; £k B2 GR ¢,
(EAGER L ER A RAA) , AR GR % (H
2 E A2 K R A B A A 5 iR MOS ¢ (b mifk
ARSI, i 101026) , BT A #4% 1LY H 25 % i
iR i e 7, FHRB Ak P 3 Wk, BT 2 o
1.4 FEdh 13 3SR R R 11 HEAB A AR R ik
Jr R X E R T 24 R A 2 A B R A AR
LI,
2 HiEEHER
2.1 s H & H0.25 ¢ 3R TR R
(k100 Hf) & FRE, B T RV,
AWAE R 6 mL, $h MR 2 mL, & R 2 mL, it A
Milestone =y He G5 1 ff AP, A 5 Tk BF ) DL 3% 2
TR A4S I TAE 5 B AR A UL R IU s &
9 N SR P T A R PP (< 80 C) R B /MR R
JEE M A 25 mL &Y, 5% MR E 4 15T,
15 BT W . B E AR HEAT ICP-AES M % 5 43
HOBER S 1—10, LU Rh O (A 5, 547 1CP-MS
W o BAFESCTAT 2 6y, A B a0 25 1 5250
2.2 WEAMERIALSTY AR B s e T
YESHL, UL R 5 55 A8 1 45 45 TLA8 A XA 2%
M TAE S AT Ak, ICP-AES {4 TAES 8
RF Ih# 1 150 W, A # S i 15 L-min ', F ks
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D1 201005013  2010-11 L LRCEEMN 25

D2  D20100416 2010-11 LT WL BE 25 KAk T
D3 D20100420 2010-11 o WL E 2 RK2ER AT

D4 201007010  2010-12  pyJi| DU 1 45 26541 45 FR 4 )

D5 201008011  2011-01 PO L o & T 250K A R
2wl

D6 201009006  2011-01 Mgy ZRIEED IR A AR
2\ )

D7 201008025 2011-01 MG R E T IR A A R
Al

D8 201007025 2011-01 mEMA RREZD IR AR
2\ )

D9 201009007  2011-01 WAL S ZRUEFE TR AR
2\ )

D10 201011003  2011-01 Bepgil Bl ZBRE PR AR
N

D11 201012016  2011-01 WMeEE ZEEEPLR AR
N

R2 WREBARER

% B T i 7 % PR 5B (]
/W /°C /°C +min "' /min

1 1 000 100 5 10

2 1 000 165 10 15

3 1 000 210 10 35

AR 0.75 Lemin ™ BB A 1S Lomin ™' B
AT 1.5 mLemin ' W08y 2R BE il
12 mm, BUpHF[E] 5 s, BUAP KL 3 K. ICP-MS 3%
TAESHCH RF D1 1 100 W, % H & 16 L-
min ', BEALAE WA 0.94 Lomin ™8R 1.0
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Lemin ™', kol 5 1 100 VRS2 T & 1.1 mL-
min ~' CREEIRE 8 mm U R R Bhig, B B
BilJE 6.25 V., & it i HOR B HE A 3 A, BRI
] 500 ms, £ ICP-MS #& il i, L' Rh 4 A5, W
WA 5 1 A8 Bh i O, BB A 2505 IR AR 15 5 1 32 8% R
e T AR o

2.3 LMXRRHLE

2.3.1 ICP-AES WM R A % W U oo R X
P (1 000 mg-1.7')0,10,50,100 L, 43 5 W 5
B AR AR R 4 ot R BIA (1 000 mg-L7)0,
5,10,50 pL,Jin 5% fi§ /2 & 45 2 10 mL &, [F] A
B T RS VR . I AR B BR A S CH Bh
[ 51 225 A o o 28, 235 SR A o0 3R I A o il £ O 7R
JpI=2.893 5C +0.425 8(r=0.999 9) ,7£ 0 ~ 10
mg- L™ 5 500 B 5 i B 8 L R B LR R O &R A A
il T 2 0 bR il 2 J7 B A Ok 1 =24.275 7C +
0.102 0(r=0.999 9) Fl I =950.196 8C +17. 105 2
(r=0.9999) ,7£ 0 ~5 mg- L™ {55 3R i 55 o JE 2
RIFMEHX R,

2.3.2 ICP-MS BYZPEICHR K %5 WU b E it 5
W1 mg- L") ORI RS (1 mg- L) I8
i, FH 5% R W 4 SRR R AR 1 mL 5 40 RTOR
0,0.1,1,10 ng 1 R B IR AW, A Rh 4
FRAEWE(20 g L1 [ B A A o A A . D
B IC 2 43 AT VAR 5 (55 bR OC 3R 2 L 04 i) 107 {11
FUAE A AR A, e FE Ay A A8 A 22 T B o il 28, 45 SR 5
FRTEO ~10 pg- L' W (G5 EILESWEH LR
MR RME R VR IPREI & T #E T =0.019 41C +
0.0022,r =0.999 8; KMytn i £ r#2 I =
0.002 301C +0.000 6,r =0.999 6,

2.4 Kt BRIV %

2.4.1 ICP-AES JG F A e s ke i BRATG L R A
JE L E A 4 T ) 3 A R A A R T
RN L2552k, 485 SR IE A T 2k I K IE ,
LR PEIAE MG LR PR L2 3. DLAS A WO
L1 YR A b 1 O 22 149 3 A5 BT X6 o 1) ¥k B A g Ak o B
PA 1 mge L™ Al I W LA K 1 mg - L™ AT AR 4
SRR A BT T IR RE 6 UK, 0 SR A, SR A A
XTARAEA 25 RSD, 45 5 1,35 3,

2.4.2 CP-MS  DIzs FHE W E 11 K89 A5 o w22
(1) 3 A5 BT L 1 e E A A B L 1 g LR A
Xof s TR A TR 6 YR, 0 SR (L, R A5 A X b v
22 RSD,"" Cd,™ Hg (4 K t BR 43 5] 4 0.009 0,
0.004 0 g+ L~ FUK: %5 BE 4> 5k 0. 44% ,2.09% |,

%3 ICP-AES i RFEHE

JLE ST L /nm KR/ mg L™ RS/ %
As 197. 198 0.012 0 2.65
Pb 220. 353 0.0150 1.38
Cu 327. 395 0.002 8 1.53
Cd 228. 802 0.003 3 2. 81
Hg 184. 887 0.088 0 1.45

2.5 #EHEMERR
2.5.1 ICP-AES HUHRMAE (D2)0.25 ¢, k=
PRAE , 3 6y , 2 ft 1 45 07 12 00 A o 2 47 Ak 34 3
HE3R 5 % W, ICP-AES i . &2 Ml 5 45 R 0
4,

#£4 As,Ph,CuEEMHHXBER

As Ph Cu

No. & RSD  #&i#&E  RSD  &&E RSD

Ingre™t /% /pgrgt /% /pgegt! /%

1 0.2505 338.94 2.32 87.27 0.86 48.71 2.01
2 0.251' 1  346.14 88. 80 48.23
3 0.2508 357.33 87.99 47.81
4 0.2503  354.78 89. 36 46. 17
5 0.251 0 344.84 87.76 46. 84
6 0.2507  337.67 87.97 46.98

{E:Cd Ml Hg JUR T & B, ICP-AES JF ik A k2,
B R ICP-MS J7 A o

2.5.2 ICP-MS U SRERE AL (D2)0.25 g, 4 %
PRAE 3% 6 {7, FAF it il 5 J7 32 ot A5 it 2 A7 Ak B A 2]
3 Al T, 23 SO AR R W 110, LU Rh S 4
bR, ICP-MS P % o XA RILE S,

#£5 CuHp EEHABER

Cd Hg
it R
No. /g i RSD ok RSD
/ng s /% /ug'g”! /%
1 0.250 5 1.28 2.86 0.11 8.76
2 0.251 1 1.22 0. 097
3 0.250 8 1.24 0.11
4 0.250 3 1.29 0.12
5 0.2510 1.31 0. 094
6 0.250 7 1.23 0. 10

2.6 JFEBIBCR IS

2.6.1 ICP-AES HUHSRHIFE S (D2)0.25 g, K%
PR, 3 6 4, 43 SRS %5 A i %) B i (100 mg -
L1)750 pL, 455 % (100 mg-L~")250 pL A4
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Xt BRI (100 mg- L") 125 L, Fi¢ S i 45 7 100
B EAT 4h B A 2 {3 5 1R W, ICP-AES 1 %2 . (1]
R R 6,

2.6.2 ICP-MS MU SR4RE S (D2)0. 25, 4% % Fx
2,56 0y, o0 BRI A BRI 0 AR AR T G TR TR
(1 mg-L™")250 pL, RARMESE AW (1 mg-L™")25
WL, 3% 2.1 THRE 5 4 7 1 AR i AT Ak B A 343
AR, 2P B 110, LU Rh S 4R, 2847 1ICP-MS
W, ISR ZE R LR 7,

2.7 PR EWE  BA R SRR 5 AR
0.250 0 g, V47 2 4, 3 2. 1 351 il 45 15 51 4% ik i
W UEATIN G, A R A, KT R A (e
g )WL 8, BUH SR A BE RS B FRERO. 250 0 g,
AT 3 G, 45 201 T 4% 45 245 R ST, 43 it
A 1—10, L1 103Rh S AR, ICP-MS ] & , ]
TGRS, Cd, Hg it (pg-g ') I 7 45 21
L3R 8,

LEAR, BRTF 22y (E 2R MY 25 I H wE B
) HRE 2l T Pb,Cd, Hg, As, Cu Z5 0 £ (B
Frifi 2010 4F R € [ 25 ) — S0 2 T AR W 25 o
Pb<5.0 mg-kg ',Cd<0.3 mg-kg ' ,Hg<0.2 mg-
kg ', As<2.0 mg-kg ', Cu<20.0 mg-kg 'AYBE &
BRUE o O T BRI SRR I R 25 1 i e
RO, SO AR BN 13 L B SRR R A 1L B A
SRR G AT T T 4 Bt kR B B =, Sy o
F AR 8 2k 5 Pb, Cd, Hg, As, Cu 450 3R 1 BR 12 i [l
Pt TR

Tk e 1 il B AT T 85 A R A T R 80  , RE R AR
) 23 B BRI T G SR AL, S 2010 4R R
vl el 24 ) 7 8 T B4 T A D 0, 552 38 SR R e 9
IR . AR S B AL W 2R BB, A X T A
W B — i ¥ 25 X T R, 5% 5 ik £ HNO, -
H,S0,,HNO,-H,PO, ,HNO,-HCl % A [F] 1R & W& 1K &
PEAT I il WA ZR B9 L AL, W E R ] HNO,-HC IR R

3 iFie ARG, B IE BB ERG hw  AE AR Sio, I R ITT
T4 JB T AT E IC 2 R Th 2k B A A HNO,-HCI-HF = CiE BRI i 1k &, 8 L LAk, e &
F 6 As,Pb,Cu MR EIXIGLER
As Ph Cu
I I I
No. AJgh AR e Eik RSD AJEH AR WFE  Ex RSD AJEH AR WHE  Ex RSD
/mg-L ™" /mg-L ™" /mg-L™" /% B /% /mg-L™"/mg-L™"/mg-L™" /% B /% /mg-L™"/mg-L™"/mg-L™" /% e /%
/% /% /%
1 33962 3 6.7829 112.89 100.24 8.05 0.8744 1  1.7701 89.57 92.32 13.86 0.4881 0.5 0.9992 102.22 98.85 2.31
2 34766 3 6.2321 91.85 0.8919 1  1.8899 99.80 0.4844 0.5 0.9703 97.18
3 3.5847 3 6.7932 106.95 0.8827 1 20114 112.87 0.4796 0.5 0.9636 96.80
4 3521 3 65102 98.60 0.8947 1 1.6604 76.57 0.4623 0.5 0.964 4 100.42
5 34622 3 6.3721 97.00 0.8811 1  1.8011 92.00 0.4703 0.5 0.9539 96.72
6 33862 3 6.2111 9416 0.8822 1 1.7132 83.10 0.4711 0.5 0.9698 99.74
®7 Cd,Hg mMEEKRRELER
Cd Hg
No.  AJEHr A 0 5 miES S RSD ENich FnA & UECS s al iz 2% Ty RSD
/ug L™ /pgeL”' /pgeL! /% meR/% /%  /pgl' /pg L' /pge L /% W=/ % /%
1.282 2 1 2.3152 103.3 96. 22 6.72  0.113 4 0.1 0.187 3 73.9 87.25 12.26
1 1.2286 1 2.158 3 92.97 0.097 3 0.1 0.178 1 80. 8
2 12423 1 2.129 1 88. 68 0.107 3 0.1 0.198 5 91.2
3 1.294 4 1 2.3347  104.03 0.116 8 0.1 0.201 4 84.6
4 13122 1 2.2874  97.52 0.094 2 0.1 0.199 6 105. 4
5 12311 1 2.1394  90.83 0.100 5 0.1 0.188 1 87.6
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ZEAAR A R A SR T ORI I/ B I S B AR R TR R R AT R R R A
%8 As,Pb,Cu, Cd,Hg 2 ENELR
As Pb Cu cd Hg
No. &g FHEE MEMNTEE &8 THSE MNFY & TFHSTEMNTEYE &8 TSR MEOFEY FE THEE  HXTY
/ngrg”! ugeg Tt WE/% pgsT! JpeesT! MR/ JpggT! Jpggt WE/% JugegT! JugegT! WE/% /ugesT! pssT! fiE/%
S 1055.8 935.91 12.81  83.60  89.90  7.01  37.59 42,94  12.46  0.98  1.23  20.33  0.46  0.43 8.24
$16.02 96.20 48.29 1.48 0.39
$2 724.38 689.25  5.10 80.11  85.32  6.10  26.62 28.45  6.42 1.0l  1.05  3.35  0.10  0.12 13.04
654. 11 90.52 30.27 1.08 0.13
$3 869.60 968.67 10.23 7222 72.90  0.93  24.28 26.38  7.94  0.75  0.76  1.32  0.12  0.13 7.69
1067.73 73.57 28.47 0.77 0.14
S4 846.10 907.20  6.73  84.40  83.65  0.90  58.92  60.70  2.93 118  1.26  5.98  0.25  0.21 19.05
968.29 82.90 62.48 1.33 0.17
$5  673.41 655.81  2.68 7281  69.07 S5.42 1742 16.91  3.05  0.66  0.62  6.45  0.071  0.085  15.98
638.20 65.32 16.39 0.58 0.098
$6  667.98 799.06 16.40  73.63  71.37  3.17 4112 42.68  3.64  0.78  0.81  3.70  0.49  0.46 7.69
930. 14 69.11 44.23 0.84 0.42
§7 737.98 759.10  2.78  86.63  83.91  3.25  40.61 44.17  8.06  0.77  0.74  4.05  0.092  0.088 5.14
780.22 81.18 47.73 0.71 0.083
S8 632.07 730.16 13.43  89.82  82.65  8.68  43.40 46.27  6.20  0.91  0.93 .62 0.05  0.047 7.53
828.24 75.47 49.14 0.94 0.043
$9 $33.41 821.03  1.51 102.03 95.28  7.08  45.06 43.65  3.24  1.01  1.00 .51 0.041  0.051  19.61
808.65 88.53 .23 0.98 0.061
SI0 466.35 457.23 1.9  S1.84  45.89 1298  11.58  11.04  4.89  0.04  0.05 1111  0.068 0.078  12.26
448.11 39.93 10.50 0.05 0.087
$11 906.8 1022.56 11.32  97.21  95.27  2.04  53.61  60.42 11.26 0.7 0.76  7.89  0.097  0.091 6.59
1138.31 93.32 67.22 0.82 0.085
S$12 404.21 450.99  10.37 124.07 109.63 13.17  16.23  15.41  5.36  0.14  0.13  7.69  0.059  0.064 7.81
497.77 95.19 14.58 0.12 0.069
S13 685.28 836.65 18.09  83.03  80.56  3.07  27.92 32.21  13.31  0.79  0.84 539  0.06]  0.068 9.63
988.01 78.09 36.49 0.88 0.074
DI 280.06 317.12 11.69  78.60  83.69  6.08  28.84 29.83  3.32  1.28  1.56  17.95  0.16  0.15 10.34
354.18 88.78 30.82 1.84 0.13
D2 348.11 379.07  8.17  88.21  86.96  1.44  47.60 46.96  1.37 1.0  1.04  2.88  0.10  0.11 4.76
410.02 85.71 46.31 1.07 0.11
D3 430.09 459.15  6.33  72.47 8138 10.94  40.60 43.39  6.43  0.96  1.05  8.13  0.24  0.22 11.63
488.21 90.28 46.18 1.13 0.19
D4 468.33 475.15  1.44  90.08  90.02  0.07  53.81 53.97  0.30 0.98  1.13  12.89  0.10  0.12 13.04
481.97 89.96 54.13 1.27 0.13
DS 19.18 18.06  6.20  7.67  8.55 10.24  8.10 879  7.85  0.18  0.19 270  0.14  0.13 12.00
16.94 9.42 9.48 0.19 0.11
D6 162.08 137.94 17.50  14.51  15.00  3.27  10.56 1212 12.87  0.22  0.28  20.00  0.32  0.28 14.29
113.8 15.49 13.68 0.33 0.24
D7 2478 26.90  7.86 10.42  9.88 552  10.42 10.56  1.33  0.13  0.12  13.04 0.5  0.52 1.92
29.01 9.33 10.70 0.10 0.53
DS 31.48 28.44 10.71 11.22  10.35  8.41  11.92  10.84  9.96  0.28  0.25 1429  0.18  0.20 7.69
25.39 9.48 9.76 0.21 0.21
D9 27.78 24.61 12.90  8.84  8.45  4.68  11.26 11.545 2.47  0.12  0.13  4.00 0.19  0.21 9.52
21.43 8.05 11.83 0.13 0.23
DIO 19.58 20.31  3.59  9.42 825 1418  14.66 13.345 9.85  0.16  0.15  6.67  0.27  0.24 14.89
21.04 7.08 12.03 0.14 0.20
DIl 18.66 20.30  8.06 10.86  9.62 12.90  17.54 16.515 6.21  0.17  0.15  13.33%  0.62  0.66 5.34
21.93 8.38 15.49 0.13 0.69
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B I AR R 6 mL, W Eh R 2 mL, SR 2 mL 11y [3] RERFEFZE HEARMUTTMART]. Bt E

TSR o T I 252 B 3 o 1 0 S AR FFH,2005,21(1) :66.
S CRT FRFT WA S ) el [ H ] TR IR A R A R
17 B R Bzl oy M EFE ()], i 25,2005,36(6) :834.

‘ (5] EDMREE, SHLEE, K, 4. ICP-MS B 5 1P 2 b b
Sz b % B[ SRR K B AsPb,Cu, Cd  Hg & #
8P A VAU As ! g S R AT OT % 7 bk BF g [0 ). B {32, 2004

SFIUCRMEEZBAERKZES, Hrph,Cd,Hg & (1).17.
A BRI AG H FR B i ICP-MS gE4T 4  , [A (6] g, T4, REM, % WEHEE %8s THO6 %

e, AARGATCT T P, Cu, Cd, He, As [ R4, A S 4 5 BB A R BB B [ D). AR, 2011
K H] ICP-AES i1 ICP-MS 2 b ( o [6 25 #L ) — 3 Uk 5 30(6) :756.

(771 o AN, FAR A Sk VR T i Ak W 28 BT R (7] Z&¥, W% WakF % b B & % B 71k 5T i
YRy SR e R )RR . BT R (ICP-MS) Bt Jre [J]. Ji i 74l ,2002,23 (3 ) :164.
FHLE S 6], A 8] 72 b [ 8% 14k B As, Pb, Cu, (81 BRWUS, B U5, 0 ST, U & 45 B T IR i
Cd,Heg 5 PG 2 & 2 S &, X 5 3 R 1 HEIEAYRE S rrh N LT ] 43 B fk2%,2001,29

L L e Y . T2 (3) :592. A
[ 9] Hhag, 73R, BIRME, 4. ICP-AES B 0F 58 A ) id {1 4%

YA S PELL K Cd F1 H IR T R 1K
‘ZKE{E/JTL?:?@U% ‘ﬂl g)%?%g)t%li]? P IR RS B T LA (D] o Sy )
W53 A, W5 o A B 32 T, S B0 SO0 R I R ot

‘ 78 ,2010,16(5) :86.
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