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70
70.1
13
71
71.1
11
71.2
14
72
72.1
73
3.1
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74.1
3 1
74.2
2 1
74.3
2 5
75
75.1
12
A
1_) CiﬂzCIEOiP 25 mg
50 mL
1 mL 0.5 mg
1 mL 0.01~2 ng
2) 78 g
500 mL 230 mL

~
[\
[O8)




6T

12 179 ¢ 500 mL 2 mol/L

pH 7.2
3) 3 L- 4¢
50 mL 2 mol/L pH 7.0
B
10.0 ¢ 200 mL
1 mol/L 15 mL 15
50 mL 150 mL 30
100 mL 200
mL 4
5 B
30 mL
20 mL 4 mL 100 mL
40°C 2 mL
I
I 20 mL
5
mL 10 200
mL
10 mL 3
50 mL
40°C 40 mL
200 mL A




0¢

30 mL A

4 mL 5¢ A 5
200 mL B 200 mL
B 40 mL 5
200 mL
5 B
49+1 0.5 mL
40°C 1 mL
4 17+3
5 mL II
11 690 mg
17+3 5 mL
5
17+3 5 mL 3
50 mL
19+1 20 mL
49+1 0.5 mL
40°C 1 mL
4
2 mL




T¢

1 uL

5% 95%
0.25 mm 30
m 025um °
He 1.0 mL/min
60 s
250°C
60°C 1 min —

15°C/min—280°C 5 min

280°C

230°C

El

70 eV

m/z 185

m/z 109




(44

N

3
4
5 2~3 mL/min
6 Thermo  TR-5MS
7
7 GCMS-QP2010
ng/kg % RSD %
40~200 3 94.1~101.7 16
40~200 3 85.4~99.1 11
40~200 3 93.4~96.7 17
1,000~10,000 3 73.2~84.1 23
40~200 3 86.7~93.2 13
40~200 3 73.5~83.6 12
40~200 3 75.7~87.9 14
1,000~10,000 3 76.3~77.2 6.7
HorRat
ugkg % RSD, %  RSDy % orta
9 200 92.7 43 12 0.54
9 10,000 83.1 4.1 12 0.96
20 pne/ke
7 ng/kg
75.2
2 2
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106.3

A
1 C16H,CIN;O
25 mg 50 mL
1 mL
0.5 mg
1 mL
0.001~1.5 ug
2) 50 uL  2.2.4-
4+1 100 mL
B
10.0 ¢ 200 mL
3+1 20 mL
10 100 mL 30
200 mL
5 B
50 mL
10 mL 50 mL 40°C
20




0€

mL 1

I 20 mL
5 300 mL
20 mL 3
60 mL
40°C
10 mL 11
II 910
mg S mL
2 mL
4
mL
19+1 10 mL 50
mL
7+3 15 mL
40°C
10 mL
2 nlL




1€

5%

95%

0.25 mm 30 m
0.25 uym
He 1.0 mL/min
60 s
250°C
70°C 2 min N

20°C/min - 280°C 10 min

280°C
2
200°C
El
70 eV
m/z 250
m/z 125
1 5 me/ke

2 GCMS-QP2010




(4>

mg/kg % RSD %
0.5~30 3 93.3~98.8 2.3
0.5~30 3 88.8~93.5 5.2
0.5~30 3 93.5~94.3 8.2
0.5~30 3 87.7~99.4 5.4
mg/kg % RSD, %  RSDg HorRat
10 20 91.5 5.8 0.94
9 20 93.5 3.1 0.87
0.5 mg/ke
0.2 mg/ke
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vE

3 1
114.2
3 6
115
115.1
3 1
116
116.1
17
117.1
118
118.1
3 1
118.2
3 15




119
119.1
3 1
120
120.1
3 1
121
121.1
1
2 2
122
120.1
3 1
123
123.1 EPTC
3 8

Ge

3
113
118.1
3
119
119.1
1
2 2
120
120.1
3
121
121.1
A
L)_ CzHéBl'g 0.1 g
100 mL
mL
1 mg




9¢

1 mL 0.01~0.2 ug

2) 6.2.1 A 2
B
50 g 1 L
400 mL 15 mL
1
1
20 mL
2 0 10
mm
5 mL
5 uL
3 mm 2m




LE

L 10%

177~200 pm  80~60

N, 40 mL/min

80°C

150°C

250°C

1 FFAP Ohio Valley Specialty Chemical

2 Gaschrom Q Applied Science Labs

pg/kg % RSD %
5~20 2 87.0~90.5 9.9
5~20 2 88.6~90.5 10.6
5~20 2 91.5~93.4 5.5
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190
190.1
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94.1
301
194.2
1
2 2
194.3
2
2 3
195
195.1
78.1
196
196.1
314
197
197.1
2 2

191
191.1
301
191.2
1
2 2
191.3
2
2 3
192
192.1
76.1
193
193.1
311
194
194.1
2 2




vS

200.1

200.2

201.2




GG

201.2

202
202.1




208.1

99

1~7




LS

8 EPTC

) EPTC 2

2)
A
1) EPTC EPTC C¢H;yNOS 25 mg
50 mL
1 mL EPTC
0.5 mg
2) C,H4Br, 25
mg 50 mL
1 mL 0.5 mg
3) EPTC
I mL
EPTC 0.001~0.5 pg
B
200 g 1 L
400 mL 20
mL 0.2 mL

60




89

2 ulL

6%

94%

0.32 mm
30 m 1.8 um
He 3.6 mL/min

60 s

250°C

50°C— 10°C/min

—180°C— 30°C/min—250°C

10 min

250°C
2
200°C
EI
70 eV
m/z 189 EPTC
109

m/z 128 EPTC 107

EPTC

5°C




2 GCMS-QP2010

[Ns}

ng/kg % RSD %
EPTC 25~200 3 88.1~91.9 11
10~200 3 88.5~98.3 11
25~200 3 93.5-95.5 8.0
25~200 3 93.1~95.5 6.4
5~200 3 96.2~98.7 35
5~200 3 101.2~101.3 4.1
5~200 3 99.3~102.7 6.3
2~200 3 96.7~99.3 33
HorRat
ng/kg % RSD, % RSDr %
EPTC 8 40 109 6.1 77 0.35
8 40 113 1.9 6.9 031
8 10 106 5.8 14 0.61
8 10 106 39 11 0.51
EPTC 10 pg/kg
2 ng/kg
EPTC 3 ne/ke
0.7 ng/kg

®

69
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1)

_ CioHpN3O3PS, 25 mg 50 mL

1 mL 0.5 mg
2)

C1H;sBrCIO;PS 25 mg 50 mL

1 mL 0.5 mg

3)
2,2.4-
4+1 1 mL
0.02~1 ug
B
10.0 g 200 mL
10 mL 30
100 mL 30
300 mL
5 B
50 mL
40°C
7+3 10 mL 20 mL
10 mL 3.000xg 5
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0.45 um

5.0 mL
100 mL
40°C
2 mL
20 mm 300 mm 15
um
20 mm 100 mm 15
um
7+3
5 mL/min
70 mL~120 mL
910 mg
5 mL
100 mL
mL 2
50 mL
17+3 15 mL
40°C




29

2,2.4-

4+1 1 mL

2 uL

35%

65%

0.25 mm

15m

0.25 pm
He 2.0 mL/min

He 30 mL/min

75 mL/min

100 mL/min

45 s

250°C

70°C 1 min

20°C/min - 250°C 4 min

250°C




€9

(ugke) (%) __RSD(% )
10~3,000 3 76.3~90.9 13
50~3,000 3 103.6~103.8 33
50~3,000 3 86.4~111.3 2.0
20~3,000 3 110.2~116.5 4.6
10~10,000 3 78.3~108.1 12
10~3,000 3 96.6~111.5 7.7
50~3,000 3 92.9~109.7 10
50~3,000 3 98.5~110.3 2.8
20~3,000 3 108.9~119.5 45
10~10,000 3 88.0~105.3 8.3
HorRat
ng/kg % RSD, %  RSDy %
8 100 99.3 4.1 12 0.54
8 100 88.0 7.2 9.7 0.44
8 100 96.6 6.8 12 0.56
8 100 924 7.0 14 0.65
10 pe/ke
20 ne/kg
2 pg/kg
3 ng/kg

|oo
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3
2) _
A
1_) C_HHNQS 25 mg
50 mL
1 mL 0.5 mg
;)_ CC)HECINQ 25 mg
50 mL
1 mL 0.5 mg
3) CioHjoNsS 25
mg 50 mL
1 mL
0.5 mg
4)
1 mL
0.5~100 ng
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10.0 ¢ 200 mL
20 mL 30 mL 30
100 mL 30
200 mL
5 B
50 mL
10 mL 50 mL
40°C 2 mL I
1 20 mL
5
mL 5
200 mL
17+3 10
mL 3
50 mL
40°C
30 mL
5 mL
11
100 mL
2 mL 2




99

30 mL 5
200 mL
30 mL
40°C
5
mL II
11
500 mg 500 mg !
5 mL 10 mL
5 mL
50 mL
1+1 5 mL 2
1+1
10 mL
40°C
3 mL
111
111 910
mg 5 mL




3 mL 2
50 mL
1743 5 mL 2
1743 10 mL
40°C
1 mL
5,000x¢ 5
4 nlL
2.1 mm 150
mm 5 um 2
0.01%
3+1 5 min -2 min —
2+3 3 min -2 min —
1+9 8 min
0.2 mL/min
40°C
3
ESI

L9
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120 V

N, 340 kPa

N, 10L/min 350°C

4,000 V

m/z 228 241
242

1 ENVI-Carb/LC-NH, Supelco

|

2 Inertsil ODS-SP

15

17

Agilent 1100 Series MSD SL.  Agilent Technologies

ng/kg % RSD %
2~100 3 89.5~95.7 9.4
2~100 3 74.7~85.7 5.4
2~100 3 81.1~93.5 4.7
2~100 3 77.2~80.6 5.9
2~100 3 85.8~94.5 6.6
2~100 3 73.8~87.2 4.0




69

HorRat

ng/kg % RSD, % RSDp %
9 10.0 98.4 43 6.2 0.28
9 10.0 922 4.2 15 0.66
9 10.0 98.9 6.6 9.4 0.43
9 10.0 94.4 4.1 17 0.76
9 10.0 93.6 2.7 6.1 0.28
9 10.0 89.6 3.2 11 0.52

2 ug/kg

0.7 ng/keg

[Ne)




0.

(1) 2
(2)
A
1)
C16H22C1N3O 25 mg 50 mL
1 mL
0.5 mg
2) C7H,CLLN,O 25
mg 50 mL
1 mL
0.5 mg
3)
1 mL
0.01~1.5 pg
4) 400 50
ulL 2,2.4- 4+1 100 mL
B
10.0 g 200 mL
3+1 20 mL
10 100 mL 30

13
(1) 2
(2)
A
1)
C16H22C1N3O 25 mg 50 mL
1 mL
0.5 mg
2) Ci7H,CILbN,O 25
mg 50 mL
1 mL
0.5 mg
3)
1 mL
0.01~1.0 pg
4+1
B
10.0 g 200 mL
3+1 20 mL 10
100 mL 30




T/

300 mL

40°C
20 mL

20 mL

100 mL

50 mL
|
20 mL
300 mL
60 mL
40°C
4+1 10 mL

0.5 um

5.0 mL
40°C

II

300 mL

40°C
20 mL

20 mL

100 mL

50 mL
1
20 mL
300 mL
60 mL
40°C
4+1 10 mL

0.5 um

5.0 mL
40°C

II




¢l

20 mm
um
20 mm
um
5 mL/min
70~125 mL
II
mg 5mL
2 mL 2
19+1 10 mL
mL
7+3 20 mL
2 mL
2 uL

300 mm

100 mm

4+1

40°C

15

15

910

50

20 mm
pm
20 mm
pm
5 mL/min
70~125 mL
1I
mg 5mL
2 mL 2
19+1 10 mL
mL
7+3 20 mL
2 mL
2 uL

300 mm 15

100 mm 15

4+1

910

50

40°C




€l

5% 95%
0.25 mm 30 m
0.25 pm
He 1.0 mL/min
60 s
250°C
70°C 2 min N

20°C/min - 280°C 10 min

280°C
200°C
El

70 eV

2

1
2

GCMS-QP2010

m/z 250
330

5 mg/kg

106.3

5% 95%
0.25 mm
0.25 pm
He 1.0 mL/min
60 s
250°C
70°C 2 min

20°C/min - 280°C

280°C
200°C
70 eV

El

—

10 min

1

GCMS-QP2010

m/z 250
330




V.

ug/kg % RSD %

50~500 3 86.6~91.9 9.8

50~500 3 99.5~101.0 1.1

50~500 3 90.1~91.9 10.8

50~500 3 854~87.1 47

50~500 3 953986 9.0

50~500 3 100.1~102.2 5.1

50~500 3 96.9~101.2 46

50~500 3 97.6~97.9 3.6

HorRat

ug/kg % RSD, %  RSDy % orta
5 200 89.1 2.1 93 045
5 200 91.0 6.3 116 056
5 200 92.7 54 60 029
5 200 90.9 73 102 049

5 ngkg
10 pg/kg
5 me/kg
17
7 20

ng/kg % RSD %
50~500 3 86.6~91.9 9.8
50~500 3 99.5~101.0 1.1
50~500 3 90.1~91.9 10.8
50~500 3 854~87.1 47
50~500 3 953~98.6 9.0
50~500 3 100.1~102.2 5.1
50~500 3 96.9~101.2 46
50~500 3 97.6~97.9 3.6
HorRat
uglkg % RSD, % RSDy % orta
5 200 89.1 2.1 93 045
5 200 91.0 63 116 056
s 200 92.7 54 60 029
5 200 90.9 73 102 049
5 pg/kg
10 pg/kg
7 20




EPN CisHiuNOLPS  CAS  2104-64-5

36°C
EPTC  C,H;y2NOS CAS  759-94-4
HT-2 C»H305 CAS  26934-87-2
NaNO, CAS 7632-00-0
C1oH2N5OsPS, CAS  86-50-0

L- C¢HsOs CAS  50-81-7

CiH;sNO; CAS  114-26-1
84~87°C

CioH1sNsS  CAS  7287-19-6
C;H;Br,NO CAS  1689-84-5

EPN CisHuNOLPS  CAS  2104-64-5

36°C
HT-2 CH3,05 CAS  26934-87-2
NaNO, CAS 7632-00-0
L- Ce¢HsOs CAS 50-81-7
C1H;sNO; CAS 114-26-1
84~87°C

C/H;Br,NO CAS  1689-84-5

57




