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GC—MS/MS EME LM 33 PREA K
B ELIESFH (SOP)

ES: (2341 RAFKEBENE L)

SOP-20-001

B ESEnE

2020 AR (REZGHM) MEREN (2341 RAKZEENEE) ERE AMNRIRE (BYER) FRARAZ
B NEE
B 5EHR
2.1 AR B

2020 Frhr (FREZER) @M 0212 FIE T AMIIA R 33 MBARGNEER, HAHER 33 #E2H
RAFRERE (FEIEER) . 3MEBRAEIESI NKRATZXREY, BN 2341 RAKEENEE ERHIEL(H
MEIRE (BYE) ARARAZEBNEZE) BlRT 33 MBANKY (53 MRAKEBY) NoinAa%, HA
33 NRAGEBYER GC-MS/MS SE#HITHM, 30 NMRZFEBYER LC-MS/MS JEFHTTHRM,
2.2 FHiEERTE

RAFFERAFRASEEIE - BERIEE (GC-MS/MS) MEFRBMAIRE (FBYE) F 33 MRAFLEY,

BHEANER. KRR BIEB. BHBE. a-/xxss FTmEL. N (0 BRMWEM S BERME) ( v-
S7N7N AR, EEE. B- 77NN O- 7 s NERF. BREXNME. SIRBILN. :ERE. IR, =
SRHEE (o,p WA p,p WA . BEIWIBE. KERREE. a- FifY. 8RB, XK. 4,4-DDE. FRLEHs.
BB, 2,4'-DDT. BRERE. 4,4-DDD. B- Bift. 4,4'-DDT. WifIibals. BEHE,
2.3 AR ARIENR

RAEFZENEEMR: AT 0.0005mg/kgo

R EE R RE M EE

0.002~0.04mg/L GEN 0212 MEEERF 0.02mg/kg BIKZ)

0.003~0.06mg/L &N 0212 MEEEZR 0.03mg/kg IR Z)

0.005~0.1mg/L GEN 0212 MEFEEPRH 0.05mg/kg. 0.1mg/kg F1 0.2mg/kg BIKZ)

B 5ERE

TR ERNAMRIRARIMNKZBRACER, TREIFE T BRI, #HERE, 2BES, A GC-
MS/MS*‘_‘L/JH\ ) EE /d&jﬂljﬂ‘ﬂ'\/fo

B NS ENEIEE
418

57# GCMS-TQ8040 NX = BRI BIEREEAN, El BF IR
4.0 HENR &

SR Shimadzu AP135W;

= IR IEN
B : BECKMAN COULTER AllegraT™M 64R;
JAHE: Talboys;

EZMT\IFET
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AW EYELA NE-1001;
it 10mL, 1mL, 200uL, 20uL

WA ER. WAF. FEM
BNMRGEBYINER: MERZE (£8) XRBMERLE. REEFEFEENXK2;
ZHE: BB,
KB BIER;
BOE: 50mL;
EOE: 10mL 3 15mL
RENEEFIE: 6g LKMEREE, 1.5g LK, WEDZE (LB) LRBMERRE,
BB D EAKBERE 900mg, N-REZ Z & 300mg, +/\EEEREEER 300mg, A2LmE
90mg, MBEZZE (L&) LRBMBERLE;
TEEFES: S5mL
MFLILIERR . WondaDisc Bi/kRBIEE L& LE28 0.22um;

B RED R
6.1 A TAEERLRHIME
6.1.1 BEMMEFRBIARES CRENE4)

RIEWBN 0212 BRLAREME, FEEN B3 MRAKBYNREBE (R 2 EAARBEXIRGRFHIIRE)
EE, B20mLAREMF, BERRBREZNERESSE. T -20°CKkERRE, FHRNNEH, REER. B
RERENERBXBER 6 Ao
6.1.2 WALA®KECH (0.1 mg/L)

BY 10 pg/mL BEER = KBS 2 AEA &K 0.1 mL, IIKFERZE 10 mL, &4, B8 (8 ImL SRR =X
FE£Y 0.1pg) , F -20°COkFEHRRE, FEANERE, REER. AIARERHN 6 MH,

6.1.3 TEERARNGIE

BEHERFD, BHRESRNGEIEE EZLEFIRTBERE R,
6.1.4 #rE TIERRERH)

DAERENTHERAR 1.0mL (61) , BRARMN E, 40°CHKAREBEL 0.6mL, DFIMNEEXTER
fAMR 104 204 50, 100 150 #1200uL, MZBEERZE | mL, RITES, BM3. EFUESNEARRN I H I

No EATVEFIENS THERAR RAE RERE 251
©ORIAE (ub) EVHE EBEFR (ng/mL) ’
1 10 ImL ImL 2.3.5 BT &RHPRERGHIR
BEEGEES, FRUE R
2 20 Lt tmt 46 10 T emmeREN
3 50 ImL 1mL 10 15. 25  SRESHATRE.
4 100 1mL 1mL 20, 30, 50 TS, WREREEN
0.02mg/kg, TRETIEAR
5 150 ImL 1mL 30 450 75 b WRRRSREREE S 2. 4.
6 200 ImL ImL 40, 60. 100 10 20. 30. 40 ng/mLo
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6.2 XB3 &M

BIEME . SH-Rxi-17Sil MS, 30m X 0.25mm X 0.25 pm

BEECLRE: 250°C

B2 60°C (Imin)_ 30°C /min_120°C _10°C /min_160°C _2°C /min_230°C _15°C /min_300°C (6min)

5. a8

HAEH A 1BE, 146KPa

RO Imin;

EORE: 250°C; BT REE: 250°C

XKE&EHHX: MRM, EEETUNRSEEFNREK 2

EEHE: AfnA

HEES: 1ul

6.3 FE AT bR
1) JKBEEERSRECHI: WREX 1g /kEEER (B34 , BF 100mL BEMT , FHREBFKEREZLE,
) #riE: B, MERMKR (E=57) , B 3g, BENE, B S0mL BRZBREELE,
4) ABELERBEMANIE 15mL, RiEERS, BEEFHE ERIZURS (500 2% /min) 5 5%,
) BIINTKRERES TKZBMEGESH R (4:1) 7.5g, MRS, BEEZSLEIZURS (500 K% /min)
398, FAAFLAE 10 D,
6) FEREBELH, B (4000 % /min) 59,
7) BEXEERIML, BEIMAER RUMENSEEMRFEEVEWE [ TKMEREE 900mg, N- REZ R (PSA)
300mg, +/\IREERBEER 300mg, FER 300mg, ARAHE I0mg] B, RIEFRIES, BE
es ERIZURS (500 % /min) 5 DEEELTE.
8) FEABLM, Bl (4000 % /min) 5 53%,
9) WBERE EEF®RSML, EF I5mLBLEFRERMN £, F40°CHABREEL 0.4mLo
10) MZBEBZE 1mL, RITGES, BAHILENIEE (0.22um) &, BUSRFEM.
6.4 INARINEE

FREX 3g 2 i ¥ AR T 50mL BOVE R, A0 200-500 ug/L REGFR YRR 150 uL, IIFRE 5 54 5-25ng
(INARRE A 5-25 pug/kg) > RIBEEIIS, UTEFEREIIER X,
6.5 M7E

IR 5.2 MNBOMEUHTON, HEERN 1.0uL, ERNAKRTAZ BSR4 ENITERLTE,
NEEHBRNAREHED .
6.6 ITEMIRS
6.6.1 BT

FHTHE@UER, WROENEEENREBNESVEFR N, FEENRESENFRAIEES, FTit
BENBEFWYHI, BBEFFEELSITERRNBFEELBE T AREPTATFREZ KLY, ME]HIBERF
FHEZRA,

BFXHEXTELH] (FIEELE %) BB FRERARITRE
> 50% +20%
> 20% ~ 50% +25%
> 10% ~ 20% +30%

< 10% +£50%
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6.6.2 EEDHT
KHEXBANERBFNEENE. NI =KE, NEDERNEM, EERMESRNXAR
FURBBITME LA R MR RIREN SR SRR EET,
THERE-FENEERFITBAHENRBRITEZEMNITE, BRARETHITE:
A c. A. V

S1

X =Ci x —x —x—-x—

As si A, m

X — RPN EE, 248 mg/ke;

CS —ERtnELIEARPHRVABIRE, 2014 ug/mL;
A — I AR BIEIEETR,;

As —EFAE TIEA RPN G L IEER,

Ci — AR FPRAIBRE, ug/mL;

Csi —ERMETIESRPAFIBIRE, pug/mL;
Asi —EFmETEARF RN EIEIEETR,
Al — AR PRI B IS IR ER

V- ERELZESAER, mL;

m — A RPAARIAENRE, g

B FEEH

& 1 RERFIZRNRE

= AR FITEEN GBS
0.002~0.04mg/L
TR L 0.003~0.06mg/L R =0.99 ESECM/N
0.005~0.1mg/L
= BERINIR 0.02-0.05 mg/kg [EUZZE 60%-130% ESE/N
R2BRATENER
No. famE X cAs 2 (i
1 KRB Ethoprophos 13194-48-4 20
2 AR chlordimeform free base 6164-98-3 20
3 Pkt Sulfotep 3689-24-5 20
4 FREERE Phorate 298-02-2 20
5 a- 737378 alpha-BHC 319-84-6 50
6 LSRR Terbufos 13071-79-9 20
7 Mk (0&S) Demeton (0&S) 8065-48-3 20
8 \EVAVAVAY gamma-BHC 58-89-9 50
9 AR Monocrotophos 6923-22-4 30
10 EEsli fipronil-desulfinyl 205650-65-3 20
11 CEVAVAVAY beta-BHC 319-85-7 50
12 L EVAVAVAN delta-BHC 319-86-8 50
13 =il Aldrin 309-00-2 50
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14 FR A I Parathion-methyl 298-00-0 20
15 BRFILIN fipronil-sulfide 120067-83-6 20
16 Ealeayi Fipronil 120068-37-3 20
17 XA Parathion 56-38-2 20
18 =RRIEE Dicofol deg. 0-00-0 50
19 FRE = A5s Isofenphos-methyl 99675-03-3 20
20 TK AT Isocarbophos 24353-61-5 50
21 a- Bifd alpha-Endosulfan 959-98-8 50
2 ARSI fipronil-sulfone 120068-36-2 20
23 IKESH Dieldrin 60-57-1 50
24 4.4'-DDE p,p'-DDE 72-55-9 50
25 LW Fenamiphos 22224-92-6 20
26 FREIARS phosfolan-methyl 5120-23-0 30
27 2,4'-DDT o,p'-DDT 789-02-6 50
28 PREERR Nitrofen 1836-75-5 50
29 4,4'-DDD p,p-DDD 72-54-8 50
30 B- BifY beta-Endosulfan 33213-65-9 50
31 4.4'-DDT p,p'-DDT 50-29-3 50
32 iR Endosulfan sulfate 1031-07-8 50
33 PAER = KB (AtT) Triphenyl phosphate 115-86-6 100
34 ikt Coumaphos 56-72-4 50
£ 3 BMRAKRBYRRNITNEES FUNSEZEFX
No. waEIR EER REBEYE] (min)  FHEBRFX  HifERE (CE)
N 157.8>96.7 20
1 KRB Ethoprophos 16.891
199.7>157.8 5
Chlordimeform 152.0>117.0 15
2 FRERBK 17.675
FERB free base 196.0181.0 5
. 322.0>174.0 15
3 BIRRS Sulfotep 18.377
322.0>294.0 10
. 260.0>75.0 5
4 FRRERS Phorate 18.610
230.8>175.0 10
181.0>145.0 15
5 Q- 73737 alpha-BHC 19.298
218.7>182.9 5
) 230.8129.0 25
6 SRR Terbufos 20.302
230.8>175.0 13
. 88.0>60.0 4
7 HNIREE (0&S)  Demeton (0&S) 20.498

88.0>59.0 20
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. -BHC (Lin- 181.0>145.0 15

8 B AVAYA gamma 22.058
vy dane) 218.7>182.9 5
. 127.0-109.0 12

9 AT Monocrotophos 22.585
127.0=95.0 16
388.0>333.0 20

10 FRE fipronil-desulfinyl 23.858
388.0>281.0 35
L 181.0>145.0 15

11 SVAVAVAN beta-BHC 24.124
218.7>182.9 5
181.0>145.0 15

12 K EVAVAVAY delta-BHC 26.240
218.7>182.9 5
262.7>192.7 30

13 EH Aldrin 26.319
255.0>220.0 20
- 263.1>109.0 13

14 BB E NI TR Parathion-methyl 28.112
263.1>136.0 5
420.0>351.0 12

15 S RABILIN fipronil-sulfide 30.134
420.0>255 20
o 351.0255.0 20

16 AR Fipronil 30.355
367.0>213.0 35
. 291.0>109.0 25

17 X3 BB Parathion 30.586
291.0>81.0 30
o 250.0>139.0 15

18 =RURIER Dicofol deg. 31.257
250.0>215.0 5
_ _ 241.0>120.8 20

19 PR SRS 'SOfe”ph‘fS meth 32.189
y 241.0>199.0 5
. 135.7>108.0 15

20 VIR Isocarbophos 33.476
120.7>65.0 20
240.8>205.6 15

21 a- iifd alpha-Endosulfan 34.463
240.8>170.0 25
o 383.0>255.0 20

22 FRFEW fipronil-sulfone 36.373
383.0>213.0 32
263.0>193.0 35

23 KR Dieldrin 37.233
276.8>240.7 10
246.0>176.0 30

24 4,4'-DDE p,p'-DDE 37.243
316.0>246.0 25
o 303.1>122.0 20

25 AL Fenamiphos 38.964
303.1>154.0 30
5 168.0>109.0 15

26 EHERIREE phosfolan-methyl 39.899

227.0=92.0 10
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235.0>165.0 25

27 2,4'-DDT o,p'-DDT 41.760
235.0>199.0 15
201.8>138.7 28

28 PRERK Nitrofen 41.768
282.8>253.0 10
235.0>165.0 25

29 4,4'-DDD p,p'-DDD 42,767
237.0>165.0 25
206.8>171.8 15

30 B- BifY beta-Endosulfan 42.897
194.8>124.7 30
235.0>165.0 25

31 4,4'-DDT p,p'-DDT 45.148
235.0>199.0 15
271.8>236.7 15

32 B ERES Endosulfan sulfate 46.991
271.8>141.0 40
S A — s : _ 326.0>233.0 10

33 Eﬁﬁ&_ﬁ)&ﬁa Tnpherr]wyl phos 48.830
i) phate 326.0>215.0 25
. 361.8>109.0 16

34 IR Coumaphos 52.564
361.8>81.0 32

x4 WNERCE. BEaXNRaEsRRERRE

FS REGZHR rEMRE EAORE (ng/ml) RE (mg/ke)
B E TR B E TR 200 0.02
2 SR SRS 200 0.02
3 AR 7L 300 0.03
a- 75777 500
L CEVAVAVAN 500
4 VAVAVAN — 0.1
Y- 7\7 7\ 500
SVAVAVAY 500
4,4'- T 500
: N 2,4'- T 500 .
44" EEG 500
4,4 T 500
6 AR FREREK 200 0.02
7 PRERE PRERE 500 0.05
8 B B 500 0.05
9 KBRS IXESF 500 0.05
10 KELEk KELhk 200 0.02
11 PRI BiGE 20 500 0.05
12 RIERE JRIEEE 200 0.02

13 15T B 15T IR 200 0.02
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14 FREEE B 200 0.02
15 FRE S0k FRE S 0Ek 200 0.02
16 RIR Bk PRk 200 0.02
17 52 KR 200 0.02
18 IKBRRR IKBRHRE 500 0.05
a- Bifd 500
19 WY R- Fift 500 0.05
DR FIIRERES 500
F R 200
20 F R AR a 0.02
A RAEN 200
FRAELN 200
21 =S i = i 500 0.2
22 EREFRIRBA ERERRIRBA 300 0.03

BENAE

BRI ER(PE)ARASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn



