S H - B B 454 QuEChERS J53:0 5 kK 54 FhR 255 B
WE. @ 7 = Hm YA SUR B GC-MS/MS 454 QUEChERS Fi b 7 77 325 /] I A6 1 kK
54 PR ZJZIRE MW 775 7E 1~100 pg/L IREEVEFEIPY, &R 25 AR REUATE 0.999 A L.
X5 ng/L IFRUETRBOESL 6 £ HEFE, WETHAA) RSD%I/INT 6.0%. 4FEMFRFERE N 10 g I,
Y REUR 2 s IR PR (LOD) 7E 1.0 pg/kg AR 7E 0.005 mg/kg F1 0.02 mg/kg PN AR
FER, RKEB AL BIIAREISCRLE 70.0~120.0%2 18], 5841 A2 H H AR ROK AR 245 5% 71 45
Bt R
KB GC-MS/MS QuEChERS 771  RZi5kE KK

RER KRB AE, KREEANRKES. KREERKERE D, 56 dH A5G 21 i
IKABI™ o ORUE/KFE = 8, PRI R P R B A R 2, ANOUE AR5 4%, T H B
SEMA ORG24, Bl AT g e o

T IR, A5 E AR R TR KORTE A £ it bR 24 55 Kk B PR B (MR Ls) Fl1 4
H KA & I EFESEN (BN ERFE RG] BIERE T R 2 IR 245 5% B (1
BORIRE . WRE T8 v H EAER KR BR &N 0.2mg/kg. fiEoK TR IR 28 0.5mg/kg; % 1 RAEAG
KAREK PR 2.0mg/kg SRR

RAEEAREIER . EARMBIT &R, E00n, HEE R R . R3Ok
AL QUEChERS vZ3E47 {81 51T A AR FKIRE S AR B, 454 GC-MS/MS HARH) MRM K475,
AR LAY DX AR 2 i e, [l B TR R, 9 3 ST U ROK 2 R BRI B,
ARIBHESE,  [FH AT DU i H £ i 22 A e TR R
1. SERE4Y
1.1 {2
By = PUARAT AUBTB A GCMS-TQ8030
1.2 kit
g4 Rxi-5S8il MS, 30 m x 0.25 mm x 0.25um
BEREFTRRE: 250°C
FERFEF: 50°C(1min) (25°C/min) 150°C_ (10°C/min) 300°C(5 min)

#HA: He

AR fELE
ZEIHE: 47.6 cm/sec
BT AR EERE (1 min)
R 250 kpa (1 min)
HFEE: 1l

HFIR: 200°C

PR R R . 250 C
FHEJ7: MRM, MRM REFKMNE 1.
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FEAATACE LTI 1 R

FREX 10.0 g KE 5

il BIN 12 mL 7K+10 mL Z 55 1.0%0K Z.1%)

TN 4 g Fo/KTREREA 1 g &AL

=% 5 min
5000 r/min 55> 10 min
FEE 2.0 mL _Fi5

l BIN 100 mg PSA. 300 mg Jo /KAl

FEd% S min, B0 i

GC-MS/MS 4 #t

1 AT AL B A

3. ZREWR
3.1 ARvEdh g

(x10,000,000)

1.00

0.75

0.50

0.25

0.00

B 2 RZRARFE MRM B (100 pg/L)
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F 1 RAM S RG] 2 MRM S5

No. ﬁﬁiﬁ"ﬂj R CAS % EERET (CB) BT (CB)
X S 110 T A A B T

(0,0,0-triethylphosphorothioate) ~ 126-68-1 198>114 (15) 198>121 (15)
2 5.860 T2 (Dichlorvos) 62-73-7 185>93 (14) 185>109 (14)
3 7.650 KM (Mevinphos) 1129-41-5 192>164 (4) 192>127 (12)
4 8.850 SN (Tsoprocarb) 2631-40-5 136>121 (10) 136>103 (22)
5 8.955 REFH (Molinate) 2212-67-1 126>55 (14) 126>83 (6)
6 9.580 fif§% (Thionazine) 297-97-2 143>79 (15) 143>52 (25)
7 9.930 KL% (Ethoprophos) 13194-48-4  200>158 (6) 200>114 (14)
8 10.325 JRIETE (Sulfotep) 3689-24-5 322>294 (4) 322>202 (10)
9 10.400 AR (Monocrotophos) 6923-22-4 127>109 (12) 127>95 (16)
10 10.555 F#ERE (Phorate) 298- 02-2 260>75 (8) 260>231 (4)
11 10.665 a-7N757% (Alpha-HCH) 319-84-6 219>183 (8) 219>145 (18)
12 10.745 NEZE (Hexachlorobenzene) 118-74-1 185>93 (14) 185>109 (16)
13 10.905 PR % (Demton S) 8065-48-3 142>112 (6) 142>79 (14)
14 10.905 R (Dimethoate) 60-51-5 125>79 (8) 125>47 (14)
15 11.055 P30 (Simazine) 122-34-9 201>173 (6) 201>186 (6)
16 11.150 FilREhridt (Atrazine) 1912-24-9 215>58 (14) 215>200 (6)
17 11.165 B-7N7575 (Beta-HCH) 319-85 -7 219>183 (8) 219>147 (20)
18 11.345 y-7N757% (Gamma-HCH) 58-89-9 219>183 (8) 219>147 (20)
19 11.555 TR (Diazinon) 333-41-5 304>179 (10) 304>162 (8)
20 11.665 EHi# (Chlorothalonil) 1897-45-6 266>231 (14) 266>168 (22)
21 11.770 Z W% (Disulfoton) 298-04-0 186>97 (16) 186>153 (6)
22 11.900 8-7N7578 (Delta-HCH) 319-86-8 219>183 (10) 219>145 (22)
23 12.620 LR A% (Methyl parathion) 57018-04-9 263>109 (14) 263>136 (8)
24 12.810 -4 (Heptachlor) 76-44-8 272>237 (20) 272>117 (32)
25 12.840 B 4% (Fenchlorphos) 299-84-3 285>270 (16) 285>93 (24)
26 13.070 B MENERE (Pirimiphos-methyl) — 29232-93-7 305>180 (8) 305>290 (12)
27 13.290 LRiimE (Malathion) 121-75-5 173>127 (6 173>99 (14)
28 13.435 AL (Chlorpyrifos) 2921-88-2 314>258 (14) 314>286 (8)
29 13.510 %7 (Fenthion) 55-38-9 278>109 (20) 278>125 (20)
30 13.580 Xt hiifi (Parathion) 56-38-2 291>109 (14) 291>137 (6)
31 13.770 R (trichloronat) 2104-64-5 297>269 (14) 297>223 (26)
32 14.290 A LS (Heptachlor-exoepoxide)  1024-57-3 353>263 (14) 353>282 (12)
33 14.330 AL

(tributyl phosphorotrithioite ) 150-50-5 208>190 (8) 290>156 (8)
34 14.390 WERR % (Quinalphos) 13593-03-8 157>129 (14 157>93 (10D
35 14.770 o,p-iii t (o,p'-DDE) 3424-82-6 246>176 (30) 246>211 (22)
36 14.785 4 dt# (Tetrachlorvinphos) 961-11-5 329>109 (20) 329>314 (18)
37 15.215 % (Prothiofos) 34643-46-4 339>160 (18) 339>267 (4)
38 15.250 B T #Ef{% (Pretilachlor) 23184-66-9  262>202 (10) 262>174 (18)
39 15.390 p,p-lE 7 (p,p-DDE) 72-55-9 246>176 (28) 246>211 (22)
40 16.030 £t (Fensulfothion) 115-90-2 293>153 (8) 293>125 (14)
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41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64

16.175
16.230
16.470
16.575
16.890
17.755
17.780
17.935
18.475
18.555
18.730
19.665
20.070
20.170
20.220
20.265
20.400
20.495
20.555
20.600
21.285
21.480
21.845
22.050

o,p-Ti i Co,p'-DDD)

o,p’- i (o,p'-DDT)

FR % (Sulprofos)

%KW (Famphur)
p.p-iiH T (p,p'-DDT)

PR 261 (Bifenthrin)
KR (EPN)

Fi# %65 (Fenpropathrin)
{RA78% (Azinphos-methyl)

FA B FME-1 (Cyhalothrin-1)
FAH B FE-2 (Cyhalothrin-2)
I 7% (Coumaphos)

BAF -1 (Cyflurthrin-1)
A FSEE-2 (Cyflurthrin-2)
A -3 (Cyflurthrin-3)
AR S EE-4 (Cyflurthrin-4)
A (Cypermethrin-1)

Sy
pui

(Cypermethrin-2)
(Cypermethrin-3)
H -4
UK E-1
UK BE-2
IR RE-1
IR BE-2

(Cypermethrin-4)
(Fenvalerate-1)
(Fenvalerate-2)
(Deltamethrin-1)
(Deltamethrin-2)

53-19-0
789-02-6
35400-43-2
52-85-7
50-29-3
82657-04-3
2104-64-5
39515-41-8
86-50-0
914665-08-6
914665-08-6
56-72-4
68359-37-5
68359-37-5
68359-37-5
68359-37-5
52315 -07-8
52315 -07-8
52315 -07-8
52315 -07-8
51630-58-1
51630-58-1
52918-63-5
52918-63-5

235>165
235>165
322>156
218>109
235>165
181>166
169>141
265>210
160>132
197>161
197>161
362>109
226>206
226>206
226>206
226>206
181>152
181>152
181>152
181>152
419>225
419>225

Q4
4
(8
(16>
(24)
(12)
(8
(12
6>
(8
(8
(14
(14
(14
(14
(14
22
(22)
(22)
Q2
6
6

253>93 (18)
253>93 (20

235>199 (14)
235>199 (16)
322>97 (24)
218>79 (24)
235>199 (16)
181>153 (15D
169>77 (22)
265>172 (14)
160>77 (20)
197>141 (12D
197>141 (12D
362>226 (12)
226>199 (6)
226>199 (6)
226>199 (6)
226>199 (6)
181>127 (22)
181>127 (22)
181>127 (22)
181>127 (22)
419>167 (12
419>167 (12
253>172 (4
253>172 ()

3.2 FRUEMZR

18 P ROK I JoR 1V 20 BRI FEE A 1,04 2.04 5.0 104 20+ 50 100 pg/L FIVE &R 25 b5

WL N € E A LRI AR, DUREELEAE R A br, T AR LA NS, 22 thlbR
fHE 2R, Ao PR 12 [ 3 A Ui Lo 5, W AR A R ML LA 5.0 pg/L AOFRAERE fhIESEIERE 6 1K,
THEHAS AR AER 2 (RSD). Fli3 A 25 AR HE f 261 MRM i (i - an B 2 o AR 25h5
HEHIZ A ok R B BRI (LOD) g B ) RSD WL3% 2.

Area Ratio Area Ratio
] 2.5
757 2.0
5.0 153
] 1.0
2.5 ]
] 0.5
o. e —————] 0.
Conc. Ratio Conc. Ratio
A PP L I D 1
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100
7.5
5o
2.5
0. 1
Conc. Ratio
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(X100,000)

-136.00>121.00
136.00>103.00

75
5.0
25

0.0+

8.860

(x100,000)

2.0
1.5
1.0

05

1305.10>180.10
4305.10>290.10

13.059

0.0

[ B
13.00

[ —
13.25

of———

(X100,000)

1173.10>99.00
J]173.10>127.00

N
13.00 13.25

7B FH B 1 oy i ik
B3 3 R 2 o bn: th 28 o i & e i
F2 BRAGASIRAEMEHE R RE . RAGELIR (LOD) KUK RSD (%)
No. oty HEREC LOD BRSO N pamegy  MORAEC LOD T RSDY
1 RACAREREE  0.9993 0.055 1.75 28 L 0.9997 0.001 327
2 [ G &3 0.9993 0.125 2.93 29 fiEmE 0.9997 0.112 5.73
3 UK B 0.9990 0.543 2.87 30 WA 0.9999 0.002 246
4 BHEE 0.9994 0.333 3.50 31 JEmREE 0.9998 0.027 194
5 REFEL 0.9996 0.693 5.73 32 JBH VA 0.9999 0.011  4.78
6 ThmeE 0.9990 0.062 5.35 33 WEERGE 0.9999 0.481  5.64
7 KL 0.9992 0.366 5.48 34  o,p-DDE 0.9999 0.044 347
8 PELA 0.9996 0.007 3.55 35 RHE 0.9998 0.003 5.09
9 A 0.9992 0.109 3.16 36 R 0.9995 0.003 422
10 FRek 0.9995 0.007 4.34 37 R THEE 0.9999 0.113 2.70
11 a-7"/s 0.9998 0.662 4.23 38  p,p-DDE 0.9999 0.016  3.47
12 NEXE 0.9997 0.013 5.34 39 ZhHk 0.9990 0.019 5.40
13 R 0.9992 0.068 4.94 40  o,p-DDD 0.9999 0.016 425
14 RE 0.9996 2.708 4.85 41  o,p-DDT 0.9992 0.036  5.96
15 puEE 0.9996 0.459 4.84 42 HRmBE 0.9998 0.003 449
16 FaRRh 0.9997 0.287 5.33 43 fRoKHE 0.9996 0.028 426
17 B-IN/SS 0.9993 0.002 3.48 44  pp-DDT 0.9995 0.029 6.79
18  y-7N/AS 0.9996 0.012 5.89 45 BRREIE 0.9995 0.024 432
19 TR 0.9995 0.005 5.43 46 R 0.9991 0.190  3.93
20 HEE 0.9994 0.066 5.78 47 WEE 0.9997 0.106  2.71
21 Lk 0.9991 1.398 3.75 48  RIBTE 0.9992 0320  5.61
22 3NN 0.9992 0.002 4.48 49 FTRAEE R 0.9994 0.184 573
23 FEEXREE 0.9997 0.440 4.66 50 WEERE 0.9998 0.004  5.14
24 L& 0.9999 0.031 3.30 51 A E R 0.9992 0241 494
25 WAk 0.9999 0.142 233 52 HEAENE 0.9995 0.016 3.15
26 HIREMENE G 0.9996 0.004 3.65 53 HUKHGNE 0.9995 0.014 267
27 DRk 0.9999 0.001 3.40 54 REHGNE 0.9993 0.774  2.59

3.3 EICERMR
TEXK IR 2508 FR, RN A 0.005 mg/kg A1 0.02 mg/kg, 7 BISFATALEE 5 63, &k
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FEA LR IAR SR S5 R MK 3
3 RRIAR [

fnbRE 0.005 mg/kg JnkRE 0.02 mg/kg

No. Rl B
IR (%) RSD (%) SEHIEE (%) RSD (%)

1 AR AR 98.1 1.05 101.6 2.77
2 FUEE 99.3 0.91 96.8 3.17
3 K 116.3 1.34 112.7 3.34
4 TR 124.0 1.03 114.9 3.74
5 REH 80.8 1.39 108.0 1.81
6 T 108.0 1.11 100.5 3.17
7 K 21k 116.1 0.63 1145 1.90
8 6 IS 126.5 0.74 116.8 2.49
9 AR 7.5 0.28 87.0 0.50
10 PR 113.9 0.70 112.0 2.24
11 R AVAVAN 119.5 0.78 106.6 5.52
12 NEHE 95.8 0.91 99.0 2.62
13 P 1135 1.10 99.7 1.22
14 R 111.4 0.54 104.0 1.58
15 [ipEpE 82.6 0.21 86.4 0.37
16 B A 107.4 0.18 108.5 0.35
17 (SAVAVAY 115.6 0.60 103.8 2.44
18 VZAVAVAN 108.3 0.75 97.8 3.15
19 IR 119.8 0.51 106.6 1.51
20 HEE 99.1 0.37 97.3 1.25
21 Va2 106.1 1.26 107.1 0.69
22 S AVAVAY 115.7 0.34 107.1 0.91
23 P 5 50) i Pl 113.9 0.32 112.9 1.19
24 L& 114.8 0.50 99.2 1.22
25 S e i 120.0 0.26 110.2 0.82
26 FH R e I 113.4 0.23 104.5 0.46
27 Ty B 120.1 0.23 114.7 0.31
28 =g 109.6 0.36 98.5 0.33
29 R 1115 0.16 104.5 0.37
30 Xt i 116.5 0.17 112.8 0.48
31 BRI 114.7 0.16 111.5 0.48
32 Jid - IE 119.0 0.22 102.3 0.79
33 W i 121.4 0.25 110.3 0.54
34 0,p-DDE 107.5 0.12 106.1 0.59
35 ZNEN e 110.3 0.16 109.3 0.35
36 IR 85.2 0.31 95.9 3.39
37 TR 119.7 0.16 108.6 0.90
38 p.p'-DDE 105.0 0.14 1043 0.57
39 o duis 122.6 0.28 116.9 1.48
40 0,p-DDD 105.1 0.27 103.5 1.64
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41 0,p'-DDT 106.4 0.37 98.2 1.19

42 FR PR i Tl 108.7 0.17 103.2 0.87
43 R T 109.5 0.13 106.8 0.91
44 p.p-DDT 111.7 0.51 88.7 1.90
45 IR 54 i 104.0 0.23 98.6 1.31
46 KRR 106.9 0.16 101.0 1.04
47 AR5 T 105.1 0.14 106.0 0.93
48 Rl 103.0 0.38 91.2 0.72
49 R ARl 119.3 0.17 100.8 0.86
50 I 7 110.2 0.17 106.5 0.72
51 AT 122.8 0.33 103.0 1.02
52 Rk 112.1 0.45 101.3 0.83
53 FUR A 118.5 0.21 106.4 1.10
54 IRE SR 111.7 0.28 100.9 0.97

3.4 SERRRAHRE SR

(>4,000,000)
201
151
104
054
0.0: SN Jw ™ ﬁlﬁ:::ﬂ L fk | AN UMW
so 75 10 = 125 10 175 20
K4 JOKEEM AT MRM
F4 SOREER AL FR
Y] EE (ugke)
P 1 SRR 0.05
Jo - IV ke 4.87
FEfh 2 SN 0.30
A 1.49
Fs T 0.20
4. &

fi ] 8~ W) GCMS-TQ8030 — B DU AT Uik HIAX 45 & QuEChERS R AL EE 720 KoK
54 FA 20 5% B AT e M s B AT o 12 VR AT AL B R 0, A MELE, R, 78 0.005 mg/kg
F110.02 mg/kg FIMIFRIREE T, KB AR 251 U EAE 70.0~120.0% 2 [0, 58430 2 H & Rk 25
PRERIRE T TAE . SEOGEREA,  H3 O R AR 7 V2 RS B G 2 ST (T4, B kb Vi B B ot
T, WMERFAPERORE 2, R Be AR S AT A PR PR AR U R AL, (AT ALRE i BT AL BRI A,
BEAR 53 BT AR
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