25

- -HSGC/MS  --

HS -GC/MS

10 mL 10 uL

HS-GC/MS 1/100
SN

1/100 0.1 pg/L

70 120%

HS-GC/MS
1/100

<30%

0.05 pg/L
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HS -GC/MS
25 10
2012a

NH,CS,- H

Zn2+ Mn2+

2012b
7
2013a 6
15 2003a 2003b
25 4 2013b
2012a 2013a
1 0.005 mg/L
1
CS; CS,
CAS No.

(mg/L) (mol/mol)  (mg/L)
12122-67-7 C4HgN,S4Zn 275.8 0.01 2 0.006
137-30-4 CeH12N2S4Zn 305.8 0.01 2 0.005
137-26-8 CeH12N,Sy 2404 0.02 2 0.01

12071-83-9 CsHgN,»S4Zn 289.8 2 -
64440-88-6  C;oH;sN4SgZn,  581.6 0.03 4 0.02
8018-1-7 (C4HsN2MnSy)«(Zn)y 265.3  0.02 2 0.01
12427-38-2 C4HsMnN,S,4 2653 0.01 2 0.006
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)

2

3)

“

(5)L-

(6)

(7

®)

(€))

(10)

n

(12)

(13)
GmbH

5000

1 mg/mL
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(14)

Fluka
(15)
(16)
3.
3.1
1000 mg/L 1 mL
A 100 mg/L
A 1mL 10 mL
B B
10 mg/L
3.2
1.261 0.8 mL 100 mL
10000 mg/L
0.25 50 mg/L
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CS, A
10000 mg/L 100 mg/L
100
CS, i 1
5mL 1mL
100 mg/L > CS, 50 mg/L <
10 mg/L
10 mL
2
10 0.5mL_ CS, 5mg/L _ 1mL
10 mg/L
10 mL
CS, i 3
0.5mL 1mL
10 mglL > CS; 0.5 mg/L P
10 mg/L
10 mL
4
0.5mLy CS, 0.25 mg/L 2mL
10 mg/L
20 mL
1
3.3
1 mg 100 mL 5%L-
-5% EDTA 10 mg/L
10 mg/L 1 mL 100 mL 5%L-
-5%EDTA 0.1 mg/L 0.1 mg/L
25mL  25mL 5%L- -5%EDTA
mg/L
5%L- -5%EDTA L- 25 ¢ EDTA
25¢g 500 mL pH
4.
HS-GC/MS
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5.1
0.01 mg/L 100 pL
20 mL 1L
10 mg 10 mL
1/100 0.1 pg/L
5.2
3g
10 uL B 2 uL
100 1
52. HSGC/MS
HS-GC/MS
2
2.
CS,
(mol/mol)
C4HgN,S4Zn 275.8 2 1.81
CeH12N2S4Zn 305.8 2 2.01
CeH/2N2S4 240.4 2 1.58
CsHgN,S4Zn 289.8 2 1.90
CioHisN4SsZn,  581.6 4 1.91
(C4HgN2MnS4)«(Zn), 265.3 2 1.74
C4HesMnN,S, 265.3 2 1.74
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53.

20 mL 10 mL 3.2
1 4 2 uL
10 1.0 0.1 0.05pg/L
C.
1
11.
5uL
SuL
10 pL 50 pL
pH 3
pH 2 10 pL
10 uL
— — *10 =
14,000,000 2.500
12,000,000
2.000
10,000,000
8,000,000 1500
6,000,000 - 1.000
4,000,000 -
0.500
2,000,000 -
0 - 0.000

20 pL

10 pL 5uL
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1.2. HSGC/MS

SCAN

pH

pH

100 mL 100 pL

10 uL

2.0

100 mL 500 L

50 uL

1.3

HS-GC/MS
MS
mz 76 m'z

4. HSGC/MS

78

44

HS

G1888
50
100

150

20 min
0.2 min
3 mL
10 psi

GC/MS

AUX

59731GC/MS
200
5:1

AQUATIC-2 60 mx 0.25 mmx 1.40 um
40 I5min)- 15 /min-140 20 /min-250

1.2 mL/min
250
EI
76

78 or 44

96

8min
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FINUE IR

SUCU

CUVY

000

8000

EQO0

ADDD

3000

|
\
| |
|

Soan 245 (11.356 min): data=i450

SCAN "MS

m/z—> -

T

3040

TNIAYZT

5000

4000
3000
2000

1000

“

64

0-

m/z=—> .

T T e e T T

3040 5060 70 80 90 100 110 1

T RS SARSE A SRS SRS DA SIS BARSE S AR SRR SRR S S S B

20 130 140 150 160 170 180190 200 210 220 230 240 250 260 270 280 290 300 310

0.005

3.

5
0.0076 pg/L

mg/L 1/100

MS

HS-GC/MS

3g

0.05pg/L 173
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&

400

Y

it

Y TR T
L

A

O
Time-—> 10,00

——
12,00

———
14.00

—
16.00

18.00

T
20.00

T
22.00

T
24.00

T
26.00 28.00

——
30.00

——
32.00

T
34,00

4.

HS-GC/MS

TNIIIR
750

700
850]
600
550

500
450
400
250
200

© 250
200
150
100

50

11.83

1*> 76.00 (75.70 ~ 76.70): data-301.D

O
Time=—> 10,00

T
12.00

T
14.00

——
16.00

r—
18.00

T
20,00

T
22.00

T
24.00

B
26.00 28.00

U
30.00

T
32.00

T
34.00

5.

NaCl

39
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5.

! 2 3 4 5 RSD, (%)
ug/L 0.006 0.009 0.008 0.007 0.008 0.0076 15
2.1.
0.05 10 pg/L 6 r2
0.99998
0.05 pg/L HS-GC/MS
7 SN 5
RSD, 4.0%
16
14 y = 1.50282 x - 0.00698 /'
R2 = 0.99998
12
10
8 0.3 i
0.25
6 0.2 L
0.15 /
4 0.1 )/ LI
0.05
2 Y i
@./ 0 0.05 0.1 0.15 0.2
0 2 4 6 8 10 12
pg/L
6. 0.05 10 pg/L
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TNUEIR 4%Y 76.00 (75.70 ~ 76.70): data—122.D
1200

1000
800
600
400

200

O T |
Time—> 1000 1200 1400 1600 1800 2000 2200 2400 _ 2600 2800 3000 . 3200 3400 .
FANIEVR THS 9605 (8570 ~ 96.70). data~195D i '

35000 2025

30000
25000

- 20000

15000
10000 : 22.37

5000

1 T T T T o ot o e T T
Time—> 10.00 12,00 14.00 16,00 1800 2000 " 2200 2400 2600 2800 3000 3200 3400

7. 0.05pg/L  HS-GC/MS
2.3.
6 12
HS-GC/MS 8 15
1/100 5
70
120%  RSD, <30%
6.
1 2 3 4 5 RSD, (%)
CS, ug/L 0.05  0.056 005 0057 0046  0.052
ng/L 0.091  0.101  0.091 0.103 0.083 0.094 8.9
% 90.5 1014 905 1032 833 938
7.
1 2 3 4 5 RSD, (%)
CS, ng/L 0.059  0.051  0.057 0.054 0.059  0.056
ng/L 0.119 0.103 0.115 0.109 0.119 0.113 62
% 118.6 1025 1146 1085 118.6  112.6
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1 2 3 4 5 RSD, (%)
CS, ug/L 0.046  0.054 0.054 0.046  0.043  0.049
ug/L  0.073  0.085 0085 0.073 0.068 0.077  10.5
% 727 83 853 727 679 768
9.
1 2 3 4 5 RSD; (%)
CS, ug/L 0.040  0.055 0051 0.051 0.059  0.051
ug/L  0.076  0.105  0.097 0.097 0.112  0.097  13.8
Y% 76.0 1045 969 969 1121  97.3
10.
1 2 3 4 5 RSD, (%)
CS, ug/L 0.061 0.061 0.049 0.069 0.064 0.061
ug/L  0.117 0.117 0.094 0.132 0.122 0.116 12.1
% 1165 1165 93.6 131.8 1222 116.1
11.
1 2 3 4 5 RSD, (%)
CS, ug/L 0.055 0.053 0.048 0.043  0.048  0.050
ug/L  0.096  0.092 0084 0.075 0.084 0.08 9.6
% 957 922 835 748 835  86.0
12.
1 2 3 4 5 RSD; (%)
CS, ug/L 0.058  0.048 0057 0.063 0.074  0.060
ug/L  0.101  0.084 0.099 0110 0129 0.104 159
Y% 100.9 835 992  109.6 128.8  104.4

51



FNUEIR
-700

600
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200
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4%V 76.00 (75.70 ~ 76.70): data-127.D0

O
Time——> 10.00

T
12.00

T
14.00

T
16.00

LI S s o e e |
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L e e e e

I
26.00

T
28.00

FNUEYR
35000

30000
25000
20000
15000
10000

5000

01

Time—> 10.00

12.00

ey

il

14.00

ey

-
16.00

AF 96.00 (85.70 ~ 96.70): data-127.0
2025 :

22.36

7
30.00 32.00 34.00

e T
18.00 20.00 22.00 24.00

L
26.00

8
28.00

3000

34.00

e
32.00

8.

HS-GC/MS

TNUT IR

1000

800

600

400

200

{1 76.00 (75.70 ~ 76.70): data-142.D

0 -
Time—> 10.00

T

T
12.00

—
14.00

16,00

— T T T T T T T T T T

T T T
1800 . 2000 - 2200 2400 2600

T
28.00

FNIEIR
25000
20000
15000
10000

5000

0

! |
Time—-—>_10.00

T L S

o
12.00 14

1
.0

T

0

R

16.00

[ )

4% 9600 (85.70 ~ 96.70) date~142.1
20.25

2236
i

T T ".'|4,;'_i
3000 | . 8200 3400+

e B oo
1 8!&; 20.00 22.00 24.00 26.00

T

R
28,00

30.00

T T
3200 . 3400

9.

HS-GC/MS
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TN 41926&
1000
800
600

400

200

PTC

{42 76,00 (75.70 ~ 76.70): data-129.D

) B A e Ly B B s

: 0 T T
Time-—> 10.00 12,00 14.00 16.00

—
18.00

T — T

i e
2000 2200 2400 2600

——
28.00

T
30.00

T
32.00

—

FNITYR
35000

30600
25000
20000
15000
10000
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42 9800 (85.70 ~ 96.70) data—128D
20.25

2236

0%
Time—> 10.00

L e e e S S T R

12.00 14.00

T
16.00

f
18.00

—
20.00 22.00 24,00 26.00

28.00 30.00

—T T

e
3200 . 3400

10.

HS-GC/MS

FNUEIR
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1000
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T T
1200
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L e e e N S A
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1400 16,00
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30000
25000
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15000
10000
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20.25

22.36
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! 0
Time==>

LR R S R S R

I L.
10.00 12.00 14,00
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16.00 18.0
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28.00
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30.01

T ||v| T

11.

HS-GC/MS
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HS-GC/MS

. L, .
TNUEVR \V {4~ 76.00 (75.70 ~ 76.70): data—128.D
i 111
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15. HS-GC/MS
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HS-GC/MS

1/100

=

SN

1/100

HS -GC/MS

10 mL 10 pL

1/100

0.1 pg/L

70  120%

HS-GC/MS
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<30%

0.05 pg/L
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