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Abstract

The influence of organic contamination to the environment and human health is a
priority objective in the world nowadays. In this sense, in order to prevent and cure the
plant diseases and insect pests, improve the crop yield, the multi-pesticides’ toxicity

become one of the most important sources of food and environment pollution. The
separation and analysis of pesticide residues is a hot topic ,It has been touched by many
scholars. In China, pesticides quality analysis is based on individual pesticide, the
separation and analysis of formulation pesticides that extensively used have few reports,
which made the quality analysis of pesticides in a low level. In contrast, the quality and
management of pesticides directly affect on the safe of the agriculture products,
improve the separation and analysis of pesticide quality, develop series of standard
criteria of the pesticides quality, have been an urgent problem.

The GC-FID. GC-EI-MS were used to have a study on major pesticides-use which
have caused rice hoppers and wheat strip rust in Yunnan Province. Five kinds of
organophosphorus pesticides include: methamidophos, monocrotophos, parathion,
parathion-methyl, phosphamidon were prohibitively used by the Ministry of Agriculture
from January 1st, 2007. The thesis researched four of them (methamidophos,
monocrotophos, parathion, parathion-methyl),It was a possibility that the agriculture
preparation were mixed prohibitive hazardous pesticides, An analysis of method was
developed for the pesticides-use which have caused rice hoppers ,wheat strip rust and
the four kinds of organophosphorus pesticides, the method accomplished qualitative and
quantitative analysis through one injection, which established a base for the analysis of
formulation pesticides, the effective analysis method also administered to the
management of pesticides .

The analytical multi-residue method for simultaneous determination of 14 pesticides
(9organochlorines, 3pyrethroid and 2organonitrogen) was developed .Pesticides were
extracted from grain with hexane-acetone (volume ratio is 1:1) in an ultrasonic bath and
cleaned up on a florisil column, then were determined by gas chromatography with
negative chemical ionization mass spectrometric detection in the selected ion
monitoring mode. The pesticides were identified by their retention time, their qualifier
and target ions, and their qualifier/ target abundance ratios, and they were quantified

with external standard method. The results showed that the method is sensitive and
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selective, compare favourably with other detection methods, when analyzed pesticides
having large electron affinity. The method had preferable development in pesticides
residues.

The analytical multi-residue method for simultaneous determination of
organophosphorus, carbamate, and organonitrogen was developed. Pesticides were
extracted from grain with acetone in an ultrasonic bath and cleaned up on a florisil
column, then were determined by GC-NPD and GC-EI-MS-SIM. The results showed
that the detection limit of the two monitoring method had few difference, but
GC-EI-MS-SIM had high sensitive and reliable results, compare favourably with
GC-NPD.

To sum up, this paper succeeds in discussing the separation and analysis method of
pesticides-use which have caused rice hoppers and wheat strip rust and the four kinds of
prohibitive organophosphorus pesticides, it also puts forward helpful suggestions to
pesticides market supervision and management. The systematic, multi-residue and

different methods were also developed, which had practical reference value.

Keywords: pesticide quality; pesticide residue; grain; capillary gas chromatography;

GC-MS; separation and analysis method
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8.541x10"''g Z[f], FPD fEAEX T WU AR 210 —Fh & SR A I 2%, P 1 Wi
Sy PALEW R R (394nm A 526nm) , I AHRN K IIE A, AT
DA BE PR G 155 o X3k, THE AR S AR (1 1l IO rh Z R #L
AR 254 B 1, DA BRAE 0. 01~0. 08mg/kg 22 [1], [FICRAE 80%~101%2 [1],
FHRSBRE 2 . 2%~9%. AH/AH E i DA (5 08 1) 2 850 R OR B IS TR), DR B IS )
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() T S AR 22 DR 32 (R R, ASCAR A A € i S A1 1) £ B Rk i) A2 2% 6 % oot
ZRPAR AT M TR AR AR, R R, L™ 24
BEHRE AR A AR (0 B R AR T IX ) R

1.3.2.2.2 SHEGIE-RILHKAE (GC-MS)

GC-MSHEIT LT AFA R SRR BRI EAR,  IXFIHE I BAR A RAN T (il HoR
(R PERFAEME AN SR IA B i, T L, IR RSO H AR (0 7 5 23 BTt B il 2 oK

AR, 1 P, T 2 o P B - S (GC-ET-MS) I I A FL A o i rp AN [l i
() b PR AR 2k B R MEAT O . etk e R, DA A e e Ak 2k
Wi BT, I ORI KA R RN, ik B ARSI ) & 2 th
FILANRER E R L LD, 35515434, GC-EI-MS-STMI¥ J5 i i S AR A H PR A 5
JIASAHEAE L JEE (ECD. FPD. NPD) IR ARCRY R 7E— AN MR b

LAk, BREESYE (PCIL NCI) 7EAR 245% B 43 B v 1R . FH ke 52 3 FE AL,
RETIENCLAE ST 2 v A HESE A R S, LA s R A% CRIDG W Bk E A L
HIEBENE), FRABER S TR, 00 H e S WAk B g, K
P T INERE R ER BT IREE Dy [E A% 3 LN O (i — S A 2 - T
72: (GC-NCI-MS) B RN T2 &R . s A HLEURIA US54 25 H A7) 1 53
B, UEB T AE T FL A E H AR 5T, GC-NCT-MS /2 ELGC-ECDRIGC-ET-MSH A
PRI Wi PS4 25 P AR C il — 7 A2 U B P T 2 2 B AR 24 5
PRAT G, 432 55 FIGC-NCI-MS /3 M 2 v L TR HLAURIDARR He s e AR 245k B, K
3 AR 23 I B A H PRI /T 1. Okg kg
1.3.2.2.3 SRAHEIEZE (HPLO)

OO (5 TR R I 58 T AR 25 43 T IINE L, FEAR R B LA IR 4 B o i
HPLCH F T bl bko, 4y it KB 780 2, JCHOEH Tanih sl Canxunitng
BREFD FHATEE G2 ETREESS) 1A 255 4. WIHPLCI 2 2 & H
RIS AR 1 IOK Th ik B
1.3.2.2.4 SREHEEIE-FIEKMAE (HPLC-MS)

VRO E20 T — TR0 B FH 3 AK YO R R S A SR (B 7 v, T bx
AFaE, MTHAAHERSITEY, BA RS, meerkir. et i
[ITREAT, g5 R TRES A, HARBIR R i, E2 A T AR g
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22 12 ik F R IR AR 2 RIBR SRR A (R AR 2y o 1 5™ 5 Y e U i — R S T 2
FHBTHE 15 FH 0 5 DROK Hh B F IR IR SR AR 25 B B o, ROK 28 — U e A 1 ) VAT
VRIS, FHAT i A AR 2 A D2 0 2 1 BF 22 G i B FHVE EAT DU 5 o A AT
A AT INAAS: HE B A 20~50mg/kg, BT BIF 2 Gl e F R IR A HE B 10 ~20mg
/kg, IIPTBIERAET0%~92% 2 1], RSDAE6. 7%~ 12%2 [l

1.3.2.2.5 BIaftiEkEiL% (SFO

Hm FER AR (S (SFC) S LU I SRR R (i shAl,  ar U & Fh e Y
B A, W DATRRAIRIR B T 0B 20 1 RBOR . AT E 1A & )RR 1k
BRI EY), ELRE T AR ISR S RO B O s, R T E R
A UMUK 873 R GCFHHPLC O AGr il #5344, 4NFID. NPD. MS&%. IXAEHUR ALY K
THATHVER, Y2 EGCHHPLCR ZATA A Y, ESFC Fnf LLEEM e . £
U TR I SR A I A A SR B 5 T R SR AR P 2 R WL A 2% R K Ty
W, AR AE82%~108% 18], RSD: 4. 6%~ 11%. H1T-SFCAX %A 5 1R 22 (1) i) 15 ¢
AR, AR S HTh NI FA IR Z
1.3.2.2.6 EMERKE (CE)

B0 H VKOS B A E AN AR A R CGRSF . 2 FEATAEYD 71
S IAE IR, RAAN IR 838 A TS S Q2 pg i b g iR, TR 2073 3 H 1,
HA B R, BRI RN, R RlE & T2 b
T HAE G IIHPLC SR B 1A RS AL RE i, AH H AT B 40 r bk AT AR = SR RE AN s (A
D, W AR SR I s e A I B LA B v, A T RERE R L UR LT, Mok
il P A BRI ZE 10 0g/mL, A 75 TB 405 FRL Bk 1) B 32 81 Rl . BetaRiiGarrisond
SREIEIUR O TR R PR S TATAE . G5 AMEKC, SR O SIS 3T CESr B,
HEFEANLI, R PR F2f g,
1.3.2.2.7 ®EHE (1A

R FH DAL 1 25 S SASL I (K1 5 3250 A S8 A0 BTk s Sie e W e AR e
ARG ST ERAREE S I 71, BATHRGE . R R SR P i A0 A
B RR T 40 7R i) A BE AR BUREF N, E e RN TAHIUL G (4
TEEANTE00) , P, CEHUR A SRR (B ERA Ry
Pls, AR MFRPURIEAE S R PIER TR 8, R 255
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RTINS A RS B LU T SR A5 R, Tl AR
KB, ARGk E TR PURIRH: B IANGE R R IR 20 Bk &
ML HAR TR AR 2. AEEE . fBE . SEESERERAL T H KNt
K LAEH, o H IS 2L TAVE A ik B 20 A B (R U AR HE, 2 TARE AR SN 58
e, AE AT 5 HERE A BUBH A SR 25 B0 38T 1 IE Bz . B LAERf 52 R AT AR 2 fh
Pe oy BT AR R () 8, H R A 19 2L RS E (EPA) [RAH]

b % [ 5% bx #E GB/T20770-2006 < GB/T20771-2006 «  GB/T20772-2006 -
GB/T19650-2006 . GB/T19426-2006 . GB/T19648-2006 . GB/T19649-2006 -
GB/T20769-2006" ™ [ MiA1i 55 S, M CR— i« JB0AH €6 10— % pl by AR 2455k BR
SR BRI AR, AR RS BB E R, (ATt RoRERK,
PO JTUR B O AR R I B R, IR HT, N
BZ 1455 (ECD. FPD. NPD) .

B2, MAESMOREARKNE, RAGZHEOTINED BRI, B,
Hm NG BEME TR s R, TSI R B W] G B RS (R
P> SR AR R 7, DRI, SRR ER IR AR I AR 24 2 5k B 4 T R e
[ 25
1.4 BXHEERRAE
1.4.1 GC-FIDFIGC-EI-MSH FRHRE S A EMR

M HGC-FID. GC-EI-MSAE AT Bt = A K FE RS Wi /N80 &
S AT R 0T, KSR 1ARAR 2y CRUIG . EREIFD 15 BT it AT
WHIC, AL RS —IRIERE, BeIRIRT SERGE M. BRI, JERe AT
Haiie, RAHIF PR EA I T AR A RS AR R 2y (R AR x
(R N R SO TR DN

@ B I K AT AR AR 2 IR 4 8, 9 et — AR A B BT (R AR
) IR, TR AR 2 A
1.4.2 GC-NCI-MS-SIM IR A R =R KGFKHE

T LD I AT JZ AT AR FE S EAT AR BRI T8, BRSOV bk ki
A PR FIOARRL ], Gk, Pk, RIBCR S IS A GC-NCI-MS-SIM
ROA: i AT AR 3 7

11
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@FIH GC-NCI-MS IEHEE T3 7 e =28 CHPLE. BB dUsgiaFA L
0 RAMRAPIIRE, FERN AR R 8t SiHine %
DI AALERYE, I MBS RN S256 45 TR E
1. 4.3 GC-NPD F1 GC-EI-MS-SIM M HTHA if = KR 255 B

ORI BRI B A E AT R FE S AT AT AL BRI 70, F9E 7 ik Rk vE v
L WUV AR e, SRR P (IR v HLE & GC-NPD AT GC-EI-MS
~SIM A il T AL F TV

@] GC-NPD. GC-EI-MS-SIM Pt #7535, b =38 CHHLBE. &R
FE. ANLED RATRATMRE, TR R BT R, PR 4T 57
A PR . PRI C R . MERGRE . RS ST RIS
1.4. 4 BEMZE S A ENRR

DOASITE GC-NCI-MS-SIM. GC-EI-MS-SIM. GC-NPD fE4& %% B4 #rh % A
(RS RE . DRI S S B S N

@R 7% GC-NCI-MS-SIM #HLL J5v% GC-EI-MS-SIM FEHT-T-HLRE ) /7 i AL
%o

ORVTES BT L AME H BRI, 779 GC-ECD. GC-EI-MS-SIM. GC-NCI-MS-SIM
TE S ARAS PR F iy X

@il R LR, BRI GC-MS TEAR 25K B3 43 15 73 M sl 1) i Je a4
LSRN EHEREX

RGP ORUEAR ™ il 22 W B EETHE, Rl CR7™ b IR 22 4%)
miA LS, 1 TAOGER TR IR, R 2 I K B S, Sl i EE A5G
FTTE AR S g, WEFTIRIRIR, U AR 2 750 (7] 2025 70 B R AL 56 7 VA A b
ITHIAESS

BEA R IT TAE & AN IF At — Se s VA, B R I TR RBT A A 2, LAY
A RO B i P AR 2K B b 2 DA S e KB B A B R E . LRGN BN
FARZIRE . BRI AN A S S BRI 4y B A AT U5, 2 IR BUR 245k B 40 A L
VERE S, WU R BT 50, A IR 2R B L DRI £ F o e 4 ik
G FEI B TRV AH 5C 57 5 4 o P B A

ARV EA W 2 X

12
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@© 4T ZFR G RHIFRIRLI T75, AAR 2T FWETT T RS L7742
T — @ MBARSCRE; I RA AR Bk E R AEMR SR AL T E R
Ry B IR AR, AR MER A AR PRl RS AT I T T
W, R AR 2K 43 B oy B A TV Ik F RE D IR BRI . TR NI W)
JIHIBEN: SRENZ B R AT B G /KRERE CEF N2 BR  AR 2 7= i
TN TR, TR HEARAE . U B A ORI Y] KN, RREE L
g AN ZINER G S TR AE M T E . R4, sepl
HORE AR AR 25 S B AR Loy BEAT e e € BT

@ GC-NCI-MS-SIM VA Ml h AT s AME IR T IOAR 295k B, 5 A e B I
MR KEREE . PUTPiae ))&y AR LI R AT G B 3, AR 4y
AT 80U R AT B T SR T

@ PFHETIIZS (MS. NPD) F3 7 28 [F) R i Ab B 77 V0 A B FRPRR AR A iy, 79 L 4
W MS 5 NPD [ AICAs th BRARAE R — AN E g, #SREWE S R 255k B 0 BT I 2K,
HMS SEVEMERGRE . RG240 T NPD.

@ AWFFE AL FE N AN AR WSO K55 B ik Reas Kl h
AP0 B 2 e A FlBAE AR 25 (13RI .

® AWFICZ TR E AR WS S S 523 85 3 B iR A o A 24k B (R4
.

WICSE R T AR BRI B 3 AT PN 43, RISE e T8 &b, 58l T
JE AT, PRI, R, W e T, IR T AR, A
HUVE LIRS M E .
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$”F GC-FIDFAGC-EI-MS AFRARESHAEHR
2.1 5|§

SKIABETACKIIES (FID) X LT MR A B E A R, AR 24 5
TR A 3, MR SO i R A 1 e AR bR CEREAITIRDD REAT 2
BESE I AL AR 2 LR T GO I AT R I I K, T TR 2y g B S 4
B, EAERRMREZ. HEK, HIRRAHIFIRES AT, AR ZHH
IS INARZR AN R s RAIGC-FIDZ» B 0 A AR 2 50 R b s A i) ey, FLE PERE
ANBEW L ESR,  MIGC-ET-MSHILT AE IR ANGC-F IDIK 58 PEAF AEVE AN SR (KB s )32 Al
IS ICAR 25 R HOE R D, S R 25 2E = B S 3 B Do — P A ic 4l
SO T e @A, R KRNI W),

BEX BaR ), BRSO BOKRE RN [ B s OKRERG K. D24
) MIBEE 2R 4 B CFRREE. SHRIRE. FIERIME . AREE Rk, vk
(G AP AR A S AR AR 25, @Ear T 5 98 14 PR 21K HRId 43 85 43 s
e JTERHITEIERUNG A DR E N AR, PIROEEE AT 4,
AR IR G RS I A BT, T A0 AT, GC-ET-MS SR FH A4 77 20 (SCAND,
FLBEM AL E . e BTN ESR, HL SCAN J5 SRR I s B &, BT ¥ (70ev)
A= H A S PIIRRERS B, A 25050 TP bR R A S o S A 0 Ik se L

14 Bl s (KR 25 (R P LB SR R 6. 1, Ferppf T, R s S A s
SRR, BEAEAR. WEWRRR . SRRERIGKRERG KR R 255 0 R84
E PG AR AR S B ¥ /N A (1 2 LR 2R A R sy, L 10
AR R T BEONE W, B0 T R SR .

2.2 LEERS
2.2.1 ((EF5R7

FEAHAE R Trace CORAHMIEAL, bR TR HEARIHAT R AT (S
KA AFSCK-2LBAEA UK A2 28 SGH-300), 43 #rAT:: ZB-1701 (30mX 0. 32mmX 0. 25km).

S [H Fr E JE M Trace DSQIT UM (5 3% — B4, 73 At : ZB-1701(30m>X 0. 32mm
X 0. 25Hm),

RGFRFE CHRGRE . A, BEA00E . SRR PP Tl ST — PR, e
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BEl . AR S MR Ok R R 2 iR AR R 0, X
. FIEXTRLAE . =M% (Augsbury Germany), WHR: DUk (REifhe#
WA

AR et
2.2.2 BIEEY
2.2.2.1 GC-FID BiL&H

B ZB-1701 (30mX0. 32mmX 0. 25Mm), #S N,y FEViHE: 2. 20mL/min,
SYRBERE, srbb: 5:1, BEFEID: 260°C; HiE: 70°C-—39°C/min——-210°C—-3
"C/min-—-230°C-—30°C /min———270°C (10.Omin), ##$: 290°C, RS (N,):
30mL/min, &/<: 45mL/min, 2% 400mL/min, HEFEHE: lul.
2.2.2.2 GC-EI-MS &1

%k : ZB-1701 (30mX 0. 32mmX< 0. 25¢m), #<: He <, HEFEL: 260°C;
SRREERE; ittt 501 HEFEER: 1ML AEER: 2.20 ml/min; AR 70°C——-39
"C/min-—210C——-3C/min——230°C——30°C /min—-270°C (7.0min), HLEJ7=:
EI, M. 70eV, B AE: 200°C, $ZINE: 230°C. B Rrisi=.
SCAN, ¥ AIVIBRE (] 2. Bmin, F1HEASA]: 3. Omin-18. 79min, F1HEHl: 45-450,
g 25 75, ZAxHE: 1. 00KV,
2.2.3 BRI ECH
2.2.3.1 AFRE KRG AL HI

HEFIPRI— 2 2= ORAE] 0. Img) IIWARY (- DUKE), WIEES, HehlRk
WS Smg/mL R -
2.2.3. 2 tRAEIATRRYEC Y

AEFIRRIL ORARE] 0. Img) — & AR AR, NEE A, FCHI R E A
Smg/mL [RIAR 24 BARRERUEVA I, ARYE FID &4 25 S AR Y, s R A
PRAEE IR AOMR S . FEIERE (0. Img/mL). ARIWE (0. Img/mL). SR (0. Img/mL).
=M (0. Img/mL) . XJHERME (0. Img/mL). FHIEXIHEME (0. Img/mL). WEWE i
(0. Img/mL) MMEEE (0. Img/mL) =M (0. Img/mL). H&1E (0. lmg/mL)
BEAEWE (0. Img/mL). AT 8 (0. 05mg/mL). AL (0. 05mg/mL). &% &R A4 g
(0. 3mg/mL), W (—+PY%e) 0. lmg/mL.
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2.2.3. 3 tEERiB R HOEC

AR VAR« AR 24 A 0o o, YRR I — 5 i ORE 31 0. 1mg) (145500
AT 50mL AHRIET, MMA-—ERmBAEY (R, WEDER, B8 A EdR
% bmin, $E4, L 0.45um i, %
2.2. 4 E

FEAXAEFRRE JG, L 2.2.2 /1 GC-FID. GC-EI-MS fh il 4t Fulbriiain. ik
PRV IR PR I IR BERE 43 BT 6
2.2.5 EHEEE
2.2.5.1
@© B b i, 5 VRRIRRREVA R b AR AR 24 78 53 €00 33 06 1) £ B I (1)
BATILEL, WMZETE 10s AP, AR ZR ALY, Mz KT 10s, WA HERR R
LI Iy AT
@ BRI P R g, L5 VR A B HE VAR P AT I A 24 B4 PR B T R 1
OREAIN T BEAT LU, WZEAT 10s BAWY,  [R)INS S hREvas s 0 Sk I gE AT L, Hoe
PEBS 7 (WA B LU RN T 20%,  TURA A 2157
2.2.5.2FE

K SR AT ) PRV LSRR VT 5 P AR R A R 2547 0800 5 I FR )
W THIAR IR L A3 AT P28, R I BURE E A&/ 0, %l (1) 35

_-my-P
¥="rm, (1D

AP r——FRREER T H AR AR 25 5 A BRI T AR EE 1240
o IRFEE T H B AR 25 5 A R i AR L - 248
m—— R BURE, g
my———IXFEI TR, ¢
P——— bR T H ARAR 24 1) 5T 43 4
T 7572 GC-EI-MS—SCAN, L H bR 24 S AR W TR LA TIC J&I rp iz j o fR U T
Flid,
2.2.6 BIiLRMHFHMKL
2.2.6.1 BiEFHMIZE
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P a1 e VA 7S % GC-FID Il GC-EI-MS F T4 2 JFi & 4 Mt

F T R 500 e T A L. S T RIE . A ML, SRR 4G R 45 AN ]
RIS, AR T ARk GRS T T ROR ZE S, K2 T ZB-1.
ZB-5. ZB-1701 S5 2 R ANFIRPERI B, SR EWIME ZB-1701 L, 14 Fifezy
IO, RIS T, Bk E ZB-1701,
2.2.6.2 EEHEERNFEWHNIEE

BT B E R A RIS, HeeikBamitRemirs iy X, Wbnie E,
S THERRIL . IR A BN VUGS E A AR, AR FID. MS _EfRmi Y
HUER 14 FhoR 2580, ks T 14 PR 25 i), H5 P A
S, Sr R BERE AL A BT K
2.2. 6. 3 IRENAFIRYIERE

HRAEAF A PR JTT,  FATTE R T o0 H AR AR 2 B BE ORI LA 7). =4
e, I, S BEE A R AR 25 ISR, 3d o i AN b vEv i 2 A% 24615
PR I, ERRIE AL 14 MR AIHEGR, WA 2. 1. BT O ES
HARRYER AR n e

BT AL ey

100

80 [ :--
%« 60 -
. :
2 40 o

20

O . —
5P = i Y ET

Bl 2. 1 #r AR A REGAFI A I E

Fig.2.1- Effect of extract solvent on recovery of pesticides

B 2.1 TLUE IR, IRl ds sy, A0 T SR e =S b
2.2.6. 4 HHEOIRE AR

TESZR AP T 2850 3 R AT T 1 7 VA I I o TR s 2880 S A Wi b T
TR, 2487 220°C, 230°C. 240°C. 250°C. 260°C AHEFE IR, WFFTASRE3E
B LB, = A& 20 i AR A A D0 o ARSI I, 260°C LU e 2850 U5 5 i 10 U
T ARE, X EEIEROAE 260°C 2 /T, BERE LI BEARXIRAG, 5w I sl
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P a1 e VA 7S % GC-FID Il GC-EI-MS F T4 2 JFi & 4 Mt

FANE IR T A, FESERE P AN ge, Wt 2 R I, R ATt
N R S T AR IR AL, Wt LR AR e o (B AR T s SR EAE 260°C L
JEAKRE, I A e R IR 260°C.
2.3 5R51te
2.3.1 FrFiEE

TEARAGI R R, 5 28 14 PR 25 IR A AR HER VR GC-FID (i, I
2.2, GC-EI-MS-SCAN [fLEh B8 i LI 2. 3, A aT LA AL ) (3% 4 1)
Je AR P B R A2 7 M IR 2K

uV/(x10,000)
10.0 ~ © 33 S
3
7. o
3
5.0 ¥
i
25 =
2.5 5.0 75 10.0 125 15.0 175 200 min
Bl 2. 2 REGARER WA B B
Fig.2.2-The chromatogram of pesticids standard
(x10,000,000)
{ric = ® s
1.25—: = et
] N en “
1.004 ) o S )
- ©
] ©
0.754 }
0.50
] =
0.25 LL U‘-‘
"'SI.O""7I.5'"'ld.Ollllli.S""ISI.O""17I.S'

B 2. 3 RETFRAEER TIC B
Fig.2.3-The TIC of pesticids standard
GC-FID i 41
B3k ZB-1701 (30mx0.32mmx0.25um), /S Ny, FEiif: 2.20mL/min, ZMWHEEE, ¥ikL: 5: 1,
HEEEO: 260°C; AE: 70°C---39°C/min---210°C---3°C/min---230°C---30°C/min---270°C (10.0min), Fl#%:

290°C, MRS (Ny): 30mL/min,&/<: 45mL/min,%"<: 400mL/min, HFFEE: lul.
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

GC-MS 4/

ik ZB-1701 (30mx0.32mmx*0.25pm), #: He "<, #AEH: 260°C; AUidEre; bk 5: 1
MR 1pl; FEVE: 2.20mL/min; FE¥: 70°C---39°C/min---210°C---3°C/min---230°C--30°C/min---270°C
(7.0min), W15 EL f#5 i H: 70eV, 27U : 200°C, . 230°C. B FRIME: SCAN,
WFIDIBRI ) 2.5min SR 1) 3.0min-18.79min S0 [ : 45-450, RyIZE a5 720, 40%H{E: 1.00KV.

R, LR 25 30 T A A SARIR. 6 B 7850 8T R B, 9.
MEE . TOGPRME . 11 HPUkE CARRID 12.WERRI . 13JGMEIE . 14 =B, 15 MR mAE 1. 16,3
ST 1T
2.3.2 AETHE N

Ir) 605 B PR AR 2 PP 40 S I = AN [RIR B 7K IR & AR 2 b e, 3 il

FEI s H B, GC-FIDHT 45 22, 1, GC-EI-MS-SCANZMHT45 K W32, 2.,

2.1 Ji¥EGC-FIDRAS AN (el & L 56 45 1
Tab.2.1-The result of the recovery by GC-FID

AIIRIZ PR ASIIRIEZ R IR i

(mg/ml) (%) (mg/ml) (%) (mg/ml) (%)
T g 0.05 103. 1 0.5 91.5 1.0 90. 8
5 N B 0.05 97.6 0.5 101.9 1.0 92.3
I 15 0.1 102. 4 0.5 98. 6 1.0 91. 4
= I il 0.1 95. 6 0.5 95. 2 1.0 92.7
I WA T 0.1 98. 7 0.5 95.8 1.0 91. 4
S e 0.2 99. 8 0.5 93.6 1.0 96. 8
= IRk 0.1 94. 1 0.5 92. 4 1.0 90. 2
R 0.1 100. 1 0.5 104. 1 1.0 98.9
FEHE IR 0.1 104. 6 0.5 102. 6 1.0 99. 7
SR 0.1 105. 4 0.5 98. 1 1.0 92. 4
%2, 2 J515GC-ET-MS—SCANFI 7 in [m] g 28 Sz 5y 4

Tab.2.2-The result of the recovery by GC-EI-MS—SCAN

IR [FIRCR IIRE BCE IIRE [k

(mg/ml) (%) (mg/ml) (%) (mg/ml) (%)
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

T B 0.05 105. 2 0.5 93. 6 1.0 88.8

T A BB 0. 05 100. 2 0.5 107.9 1.0 86. 3

IE % ] 0.1 102. 4 0.5 104. 6 1.0 90. 4

= i 0.1 92. 6 0.5 92. 7 1.0 91.5

y 4L 0.1 94. 7 0.5 93. 2 1.0 98. 2

e A0 S S T 0.2 90. 6 0.5 90. 8 1.0 96. 9
I 0.1 92. 4 0.5 96. 6 1.0 92. 6

H S 0.1 104. 4 0.5 102. 2 1.0 93.7
REALI 0.1 103. 1 0.5 102.9 1.0 94. 2
IR 0.1 108. 1 0.5 93.3 1.0 94. 3

S £ LRI GC-FID 78 INRICRAE 90. 2%-105. 4% 1], GC-EI-MS—SCAN %% i
[F %A 86. 3%-108. 1% 18], 77k GC-FID 9 eI R A1 T 7772 GC-EI-MS-SCAN.
2.3. 3 ETELL

s IR JT VL 7 A A & ke, 128 2. 2. 2 71 GC-FID. GC-EI-MS—SCAN
IR EAE, SPATIE 5 UK, PR 0T 820 2300 5 1R 45 5 S brife i 22 W3R 2. 3.

R2.IMEREERER
Tab. 2. 3-The result of the precision

MEFHE RSD (%) MEFHME  RSD (%)

VTR
GC-FID GC-FID  GC-EI-MS  GC-EI-MS

20% T BEC 20. 18% 0. 09 20. 32% 0.15
20%57 A BEC 19. 87% 0. 37 19. 65% 0. 64
25%BENE WP 25. 63% 0.53 25. 82% 0.87

15% = P4 WP 14. 74% 0.19 14. 30% 0. 94

12. 5% L EEWP 12. 20% 1.18 12. 38% 1.89

4. 5% A F S BREC 4. 28% 3.56 4.18% 4.56
20%— M:fgEEC 19. 62% 0. 04 19. 87% 0. 76

75% P P ¥R WP 75. 32% 0. 04 75. 02% 0. 24
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

20% 5 ALIHEC 19. 75% 0. 86 19. 32% 1. 45
40% 5% HEC 39. 87% 1.12 39. 45% 1.69

e “EC” FRoRFlah, “WP” ZRoR A 7

MF 2.3 4350, J5vk GC-FID FRIAHX bR fw 2275 0. 09%-3. 56% 8], J7 %
GC-EI-MS—SCAN [KIAHXS bRt fm ZE4E 0. 15%—4. 56% 0], 771k GC-FID [rIk, % 5 45 B
T 7774 GC-EI-MS—-SCAN.

2.3.4 IFEHFREESTER

W B A IR, F = W RE R IARHERL I VAR S, I SR

H PR AT 7RI S R AR R, A5 RLER 2. 4.
R2.4 BRGNS

Tab.2.4-The comparison of the quantitative result

WHibrdE  GC-FID  E, (%) GC-EI-MS E, (%)

B4

R E R s GC-FID /M4 GC-EI-MS

20%fh T BEC 20. 08% 20. 18% 0. 50 20. 32% 1.20
20%¢ A JE(EC 19. 94% 19.87%  -0.35 19. 65% -1. 45
25%BE N fi WP 25. 44% 25. 63% 0.75 25. 82% 1. 49
15% = M WP 15. 01% 14. 74% -1. 80 14. 30% ~4.73
12. 5%k L EEEWP 12. 14% 12. 20% 0. 49 12. 38% 1.98
4. 5% R A EEEC 4. 45% 4. 28% -3.82 4. 18% -6. 07
20% = MEREC 19. 46% 19. 62% 0. 82 19. 87% 2. 11
75% [ TS WP 75.10% 75. 32% 0.29 75. 42% 0.43
20%FESLIHEC 19. 76% 19. 75% -0. 05 19. 32% -2.23
40%5K HLEC 39. 64% 39. 87% 0. 58 39. 45% -0. 48

TE: B Rop A iRE

M2, 41950, KM J7VEGC-FIDE S AL T 77 1:GC-ET-MS-SCAN, -4 24 Jii &
SIAT IR TR R A, 0 HERA L AORS R P EOK A my, EBUR FHGC-FIDREAT E #7017
2.3. SRR EMAIER

IR AR 2 ) KA 2y (4. 5% s A A A Be St i g ), R
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P a1 e VA 7S % GC-FID Il GC-EI-MS F T4 2 JFi & 4 Mt

GC-EI-MSHI TR 2 a e, BSHMEEZ X, RFE (4. 5% & 5w NaFLD
MIGC-FIDta T & L 2. 4,

uV(x10,000)

-
2.25 & X
>
2.00 — E
=
1.75 “_‘% _‘\_ﬁ
& BE
1.50 BN e
1.25
1.00
0.75
o LM}MAM__J
0.25 ikl }MMNLMWM
2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 min

2. 4 RFEHGC-FIDEE 3L
Fig.2.4-The chromatogram of pesticids sample by GC-FID

GC-FID i 41

{0384 ZB-1701 (30mx0.32mmx0.25um), < N,, AiE: 2.20mL/min, /MR, 20 50 1,
HEFE: 260°C; FEl: 70°C---39 C/min---210 ‘C---3 ‘C/min---230 ‘C---30 ‘C/min---270 C (10.0min), A5l &%:
290C, BMA (Np: 30mL/min,5&/<: 45mL/min,%5"<: 400mL/min, HEFER: IuL.

W 1. ZRB L 20 AR CRDUBEDs 3. ZRE2; 4. mRGHEUEE T . 5. m AR A 1T

M 2.4 ATRLE Y, fEAE (4. S%my G ESR BRFL D A AN, RIS
T Pk RENE ST, W GC-FID ARATCIENS HE k. SRI U5k GC-E1-MS-SCAN
S TalEE, L TIC LI 2.5, UBRE ST, 290 L il R LK 2.6, % 2
oI L 2.7, Z%Bt 1 5240 2 kL 2. 5,

 o(£1.000.000)
. :TIC %
] R <
4.0+ B I
] z
30 a
2.07 > JHE@
1-0': ﬂ\ ~ )ﬂ\_
50 75 10.0 125 15.0 17.5
& 2.5 AFER GC-EI-MS—-SCAN # TIC &
Fig.2.5-The TIC of pesticids sample by GC-EI-MS-SCAN
GC-MS %1

EREFE: ZB-1701 (30mx0.32mmx0.25pum), #S: He <, #FEM: 260°C; it ouibh: 5: 1

HEREHE: 1pL; HE: 220 mL/min; #:&: 70°C---39°C/min---210"C---3°C/min---230°C--30°C/min---270°C
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

(7.0min), L 53: EL, fESHE: 70eV, B TUEE: 200C, B OWEE: 230C. #TKl#: SCAN,
WAIVIBRITE]: 2.5min, F3HSE]: 3.0min-18.79min, FHHGJEH: 45-450, KZsHE: ZE%HH: 1.00KV.
Ve 1. 290 1 20 AR (ADUEE); 3. 2% 2; 4. SRR 1. 5. A A s ls I

%o

1oo,o—f 57
75.0—3
so,o—f
25.0—2 103 2.‘[;
0.0l 5.6%5 79 93| TIOQ 135, 142193 175186 203 217 283 255 269 288 22 33G 349 366377 389
Tso 0 T 1bo 0 ko T T T T2 77 T 2300 7 T 3d0 0 7 T3k T T T 4do
El2.6 249475 T 2B B
Fig.2.6- The mass spectrum of impurity 1 by SCAN

100.0 147
75.0

50.04

57

25.09 117
5.0 s
] 132
1 as 6o g1 9L lisl i 1} 207 Se4
0.04 s 20 M3 ko 163 1 191 S 232 253 269281 593 399 55 4335592 ag1 306
50 100 150 200 250 300 L) 400

Bl2. 7 2Ty T 222 B A
Fig.2.7- The mass spectrum of impurity 2 by SCAN

25 1S HB2HE R
Tab. 2. 5-The character of impurity 1 and impurity 2

K 513 sy fH CAS 4t R4

0, 0~ —ZFH-S—HF

SR 1 13071 703 5 8 o
F#%W CoHa10,PS; 288 oo >%VXiTﬁ%$%#ﬁﬁ
S e \/0 ﬁﬁ@?i@g

25 T -5 (4-

(1 g
Ju £ Ly -
2RI 2 96489 QJK Ry TR R AL ) —4
g CoTsCINGOS 964y 0% R R
fid

R T BB AE R AR AT HLER ), R RE TANEIRY, MOE: 94
R (NTSTO05S); ¢ T ouf)E T AN 2y, HULE: 96, &% (NTSTO05S),
Horpos Tt ) de ok 2y, BLOBRRBIE, R2y) KL P M ~, 1E
A REPEI AR 2GR (4. D% 8 SRS IR FLID IR AR 2 CRF T
I BRI AR 25 HIFIB VA SR H 6, AEAT N B R A B, ZER
2 AR AT, BARFEGUR . FRFLMRAE; MRS MIH . SR
AR T EM N, B R E, AR RN ORI R
[F Ef 25 A 24 B 5 B T DAl ok T e I e DRI, s AR 24 g 1
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

LR, M ZRURH Y M B e SRR S AR A, GC-EI-MS2 AN AT b iy M T A,
2.4 &g
i FHGC-FID. GC-EI-MS—SCANMYFH 7 VA RN E 1P T Bias 14MA 2y, 0k py A
SEVE EEITEE T IR, 42,6,
2.6 WRTEREER

Tab.2.6-The comparison of two methods

ot i 5 GC-FID GC-ET-MS-SCAN
%
5 VEER RS 11 R R YA
NIELES 90. 2%~105. 4% 86. 3%~108. 1%
FERT AR O 22 0. 09%~3. 56% 0. 15%~4. 56%
AR R 72 -3. 82%~0. 82% —6. 07%~2. 11%

2. 6%11: JT715GC-EI-MS-SCANIP) s& PEER BE i 2% 5 T J7 ¥LGC-FID, X T
AL YT T R AT, R R SORE BE R e, e R R AR
GC-FID.

DT R N R AE MRS LARN AR 2, TR E g, et U A
s FTIE A R B A AR 2, AN — R TR RS
AT U7, BERIIN S B P 8 B SO AE RO 19 B 0 A, %7 VR ) idE H
TARAEE VMR EHARA N, Wl T S @ L E R R8T ik,
)RR 1 IE A E

RURAE = A A4 0 S T KRRRG KL /2240450 1 B 2T
RO, AATRIRIE. ARE. SOl KEEL WL Rl di. e, BG4
WL BRI 1284 A 25 T T HRE, W S WAMRZ] KILT35K, Sk 162
AFE, Hrh R RIR 21284, RECRZ34MFE, BRCRZELH]: 20. 98%; HIHPLC
N T 2R, JL22NFE, JLRAE T SRR W ARTE AT, g5 R T,
RAFREH A HRIEF46. 6%, RZY) FALTF ML T, fERA% L4
KR 2530 AT KA A G % B B AR ANbR A — B 2550 (5 i
JBL 15 Ao 25 28 P2 AL i A PV T S 2% . RS A g AR, sk 241
Dy B A B, R —RIAAE JEBER S, NS EAH SCHRREERT ] B2 AN . 2008
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P a1 e VA 7S %3 —. 2% GC-FID Al GC-EI-MS T 4% 2§ &/ #r

FELHSH AN EMAT IS T CR Z5hR AN A B0, A xR 2
bR B BRI ST RN AEH

ST R A2, T, KRR I N E ARG RIA
20. 37%, ERCRZIARERE (29.41%) BE & THRFIRY (17.97%),

R T RGBREA HTRGR
Tab.2.7-The result of the active ingredient of the pesticide

. Ao S5 PR o L)
RS e SR D AR Hfh (4
G\ TEHE TR H; |
Ea e - -
/Bt A /B L) /BT A
A 25115
331/20. 37% 134~/8. 02% 129/7. 41% 8/~/4. 94%
(1624)
FALF A 24
234N/17.97% 124/9. 37% 67/4. 67% 5/1/3.91%
(128)
A AE]
10~/29. 41% 11N/2. 94% 67/17. 65% 3/~/8. 82%
(34)

et BRI AR, M am AR AT E Y BB S LU JLsidil

©  HRUCRAEEITT, AR, OUE AT AR 2

@ RECRAHEF=] FA AR FH, RAFE BT/, e ot 7
FERALANVANFIER AR 2], R AR A G o

@ B R DA R 2 DT AL, X RR BRI B AN S AR, SR R
FRBAREEET], SEUFTR AT, FEHURIBIR RN B MREEE s S50 h A I AREE ™
ANEREAR L 7, TR T8 A AE 1)

@ sesrh, R AR Y] FKAER L TIFI IR IR ol sy, (HRAE, By
PRI RGBT AR S EAE . AR &R EA R B r

ZPNR o
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P NG 2R R VA7 i =% GC-NCI-MS-SIM TR A o = e 255 B

=% GC-NCI-MS-SIMSHTRAE P =R RHG%E

3.1 5|8

AT FASRE 23 BT A3t e B S BB B R I A, 5 A B B U
BRI R e 535, N 2o AAH IS SRR 415y, AR 4 1
VEF s 2% VM (B 300 H 110 % 4 20028 N5 A ARSI 2 35O € 3 T TS 2
G RC AR IR R s TR B DR IR S NI A8 1 4 HEAT s s 20T, A AR (A
PSRRI 45 o

A FEE B R G R TR A BT A S A A B, o H T
AN ) 3 S5 LR Uy IR A [ R AR 245 B 0 B v A R R R Lo AR SO P e s 7
iU (EI. NCD fEfa$/4.,
1. J

EL &R, AR FREN B U, 8BS il sk 84T 22 (Rl
2000°C) FEAER R BT A, AR, R AR TR, CUETR
HA R RMGER 70 78 AT, 50 7857 ol AEAR R I 1) py gk — 25 W2,
P AR BRI S ARy 25 R M 43

NCLZ— R i B, 6B P AR NS (e 5 Tk 235, |
ITe2 R I, 5 RN AUR AR RS B N R 2 74k, [RIhad s g, Hh7 e
IRD, AT LRSI AR L R R R S TR AR R R, R
To HTAERE TR TR RRD, DBURRRAE ISP WTR A K2/
HET, R SETHAEL, NCTH B EwEF 34D
2« B URG

[(111)) (1))

i

KT

NCI & T EIE T

K] 3.1 NCI f1EI TR
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P NG 2R R VA7 i =% GC-NCI-MS-SIM TR A o = e 255 B

3. Xl
@©  ETUEHHE RO IE, PERRIES 1, BTN & IR s 1
MR TR T W B r el b v 7 NCLURIHE R 7, 7 2RI 2 S
1 AT EEE R IR R A, R EDR A AT AU SR T I A T
R R T T
@  ETYAYEAS BB R TNCIYS (NCLIE AN YD
® EBIYE A R AT 22, MNCIYRM L i R AT 22

M EnS, BT IERRNE, KT gt NETVR IS4G 2 1 I A o)1
B BB RN BT AY, NNCIVE RAT IRk £k, F 20K 5
R S 5 A IR S 1, IR TR A

YUK S AR PR B AR, 2 R R NS R
WRAC TS A AW T 3RO 2evENREMI HL T, b S0 T B WERE AL o

M+e ——s[MI™
SRR LAY THZR0-15evE B LT, BT ZRINBERS FE T
PR BT
M+e-——=A+B

AR NCIVE (15 R TR Pk A H AR 2555 B 40 A RO 55, 97326 Hh 4 B I T G
MIAA B DI VE B RO ER A R RN BLEUR 25847 20 #r, —2RR 250
“A-Cl-\ -Br-. 2(#-COOREHL T PERL ], H. [ A AEGC-NCI-MS-SIMJ5 [ FIBF 7T IT
JERRM, FUREF XK R A AL SRR HRAG TR AR 2 Bk B AT
G KRBTSR, ST AR 2 1 T 6.1
3.2 KL E S
3. 2.1 {{F 5K

FHEAABIEJEM Trace DSQIT ~UAHE G-, Hh ks A0C-201 A3l
FEdE, WBI-2010 BEFEH, SEEIAIEJEMRPUBAT T 20 4%, GCMS solution T
VERRAE: Z3HTAEN ZB-50 (30mX 0. 25mmX 0. 254m), BUCHI RII M heiEz% k1%, Jb
RIS B B0, R IR IR BT AS3120 YA BOHUEAs, MHRrH-4E
FZ AB104-S 23 HT RF-.

RZbRES CHBTE . MMl =W SESEEE. o —/N/NN. B —7N/878,
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P a1 e VA 7S 5 — % GC-NCI-MS-SIM 3 HT i 4 Hh =2 25k 1

Y =/NN/N. 8 -/N/N/N. P, P-DDD . 0, P-DDT. P, P-DDT . P, P-DDE. R
e, SEURATRD >k B E AR U BRI L.

FEEEEIR B 1) 60-100 H RGN ), 650 CHIRE 4 /NI, HIHT 140°CHE
3AVNIE,

TRGRIRAN (O HT4l) 650°CHIBE 4 /NI, T, &M

N (orHTel B LN OrFrsl mED. & (sl . &
MR OWs rral B, IECkE (ke
3.2.2 A iEHIECHI

Sy AUERIFREL 50mg ORI E) 0. Img) IR ZibRHEN, % 50mL i, HW
e 7%, 133 Img/mL A 25 AARPRUEE IR, L 1OML BRI RS bl K2,
132 2ng/mL RITE S FRUER M 70 BIWERIEL SML. 25 ML, 50 ML, 125 ML. 250 HL
(] bR AR HE AR S Sl (AR, ARIREE S 02 1ng/mLy Sig/mL. 10Kg/mL.
25Hg/mL. 50Hg/mL JEA BRI .
3.2.3 HMATALE

PREUE 40 H B BUEERE RS, 0g CRiAA £10. 01g) T-100mL B &L, IIAS. Og
ToKERIREN, 40.0mLV CIECED /V AR =1: WEAHIBOER], B A 20min,
B.05min (3000r/min), # b EE R AN 250mLIT) B A, TR UK ) 2500 n
A40.0mLV CIECe) /V G =1:1, HAE#E20min, #.05min (3000r/min) ,
PRSI A I T-250mL IR e b, ek 28R AX (40°C) wkaiii+, HIE Cbie:
LR OTE=4:1 (V/V) g %6nl, &4, JEHTHE (40emX 2. Ocm) HK K HE A 2emim
ToKBRIREN, 5. OghtE BN A, 2emim Jo/KBRIREN, H100mLIE bt LM LME=4:1
CV/VD R, DB HERE 25 R AX (40°C) IRGRIE T, F I 2 2% %8 ImL, FHO. 45Mm
Rk B RS I uE, Al
3.2.4 &AiLEM

ZARALI GC-NCI-MS 444t o3l ZB-50 (30mX 0. 25mmX 0. 25km), %< He,
FEJLAE: 1. 6mL/min, 20¥ikh: 10:1, #FEH: 280°C, #E: 100°C———15C /min—200
‘C (0. Imin) ——=5C/min—265"C———25°C /min——300°C (6. 0min), HFffH: 1ML,
R NCT, [/ CHy, B-FURREZ N : 200°C, #EREE . 230°C, Aol
PRepa s o, MM 0.2KV, FIIEG: 0. 2Sec, B TAGIIRLE: KEFEE THIH
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P a1 e VA 7S 5 — % GC-NCI-MS-SIM 3 HT i 4 Hh =2 25k 1

(SIMD, HEAN TR ST N 6 NIFTRIBL, ARSI A B T 1~6 DAk 2y, RFfk 2y
WP AERE T WAEMES T, 14 MR SAIEI . RN &S5
S22 - ORI ARG R R LA 3. 1.
3.2.5 @ik KHFRMK
3.2.5. 1 HEFHYIERE

seaerh, 2238 7] ZB-5MS, ZB-1701, ZB-50, KILAEHHetEA: ZB-50 I 14 Ff
KRR IRLF A B
3.2.5. 2 Z BN} B BY1EE

A IR W) 0B 0 2 S I i TR R 25K B R R AR IS R DR R, %
Ky HI3ESE Smin. 10min. 15min. 20min. 25min. 30min fF 4 A<HUNE], @it
IMAFRERE bl 3025 AREaL T, HEACHAR 24 10 [ Al s AN 1), LI 3. 2. (&
AR 573 H AT AR (R AR 24 B o 1 [ i 3 W A IS 1) R AR A 17 100 o AT A e LA
B 20min J5, WS INIEICR BE RSN (A AR A AR /DN, SEEG1EHE 20min £F A HEHURT
8] o

~ —A— a —INININ —h— AR
100 —B=— &SNS —m—0, P-DDT
90
@ 80
g
Z 70 -
60
50
0 5 10 . 15 20 25
min

B 3. 2 P I SR E A [ %o (B Wi 2R F) 32 i

Fig.3.2- Effect of ultrasonic extract time on recovery

3.2.5. 3 ZEEFIRYIEEE

XFPIBGA e E,  SERE SR TP IBOAR: W, LIRAMR. — ST,
ARFELEBIIE eI (4:1, 1:1, 1:4), T BRAEEREZS AL,
PR I e, BRI S P2 14 PR ZGAEIG], S5 RARWIIE Cbe: ARE=1:1
(V/VD) B G TR SIS bt -
3.2. 6 ¥FIEH THIERE
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P NG 2R R VA7 i =% GC-NCI-MS-SIM TR A o = e 255 B

PR M, KRR 87, BT ot B AR5 4 i B s
B, SermfEmett. fE4a4 (SCAN) J5alR, P& 1M NS S #BCR R, 13
PR TUE (TIC), Mk#e s FHME (ST, HAELE 1 8 B A X H
PRSI 2~3 AMEFIEES FHET, SRR IR MO Hl A H s
WEY RS 23 ANRFIEES T, FUk R AL e 5 Bl b, e P4k
RAAE R ETEAERIVE. 0 ORIEMERE TR, SR ORI R, 3 MRFE R 1
NERE T 2NBHET) KA F LA @ vEbrdt, 2R S 5 R 2ik5
HERL DR B I TR 22/ 1 10s, [ 2 RRAE B LN T 20%,  rIXERFIME S
INCAE s R 5E o 1 I TR AR e B

KRR T, B LA AR 5 BB 2 0 (0 o I,
T s BR A E BAF DUAR 2R AE RF AL S 1o SERAE iR U R A9 21 T 25k 2
PRFERIBGE B, B 3.3 D ETEARAE R BT B, &3, 4 IR RS R R o
i

%
100.04 246

75.0
50.04

25.04

25. . 0 100.0 125.0 . . 250.0 275.0 300.0

& 3.3 GC-NCT-MS-SCAN i\ T, A B hrie ik A
Fig.3.3-The mass spectrum of chlorothalonil of GC-NCI-MS—SCAN

100.04 79

297

] 217
25.04
1 9
] p Zh
0.0 59 gz alie o5 up puiwll dsiieo 185 josgoplloas penasy  agg oo
25.0 50.0 75.0 100.0 125.0 150.0 175.0 200.0 225.0 250.0 275.0 300.0

] 3.4 GC-NCI-MS-SCAN H3##i#\T, REHEARFEIGE B
Fig.3.4-The mass spectrum of deltamethrin of GC-NCI-MS—-SCAN

M T E AR SRR TG, Al AR, NCT g s, A s i,
FE GV TR TR AT, WEEE, 5207 E T (2660, W
EAIE WAL S F R [ E/NIRL S ST () T WSl S SRR 1 E7 e st o -3 A e
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P NG 2R R VA7 i =% GC-NCI-MS-SIM TR A o = e 255 B

T (79, 137, 217, 297), HEWREAGIMESWA ARG R 50, St P8R4t T
SEVERIUERTE, G ABURAIBRIN AR B 1 (295, 297, 299) 1940: WURANE A
PRI T

AT HLEAZS (HCHs. DDTs) 25 C-C1 85 TWrsd, HAFMEE 18 m/235
(C1) M m/z 71 (HCL.), fif i ot DX ¥ 85 1 AHR = BE RN SRR RO A L
B TR T AR AL AR, A5 2BUR BRI B 1, R
ZIENCI S T A P EEE 7 (D TETF. ZHET) K3 L

WA EMENE ENTTE, ERETHESHFE TGN FEELUTILA: OF
R T IARDS 9 B R AT RER, DA ORAS U R RS . @275 B 1 Uit B 24 a2 M
— 1, REAS RS 5 RAAE 1 R B IR, T AR AN 5 1 5
B HA LR, TP AR R A4y T8 1. @EFE SRR &1
ANAMEFAENERE THRE S HET. OEFEIERL 0 E FEh e /ST
WA SHE T W EIRMIIE T, SRR TS KT %8R )5, 14
Pl e R 2y R BRI TL L A3 LB N TR) . BT 7% 381 SR S WLk 3.1,

K31 RAGHNERETNSEET

Tab.3.1-The quantitative ions and reference ions of pesticides standard

7 PREFRIIE] S A BOE N ] SrE T SXEH BEET

min min + 1 II
a -BHC 8.89 5.0-12.5 71 (100> 35 (67) 255 (38)
y -BHC 9.87 5.0-12.5 35 (100> 71 (85) 255 (52)
B -BHC 10.47 5.0-12.5 35 (100> 71 (74> 255 (17)
§ -BHC 11.15 5.0-12.5 71 (100> 35 (83) 255 (27)
ERERG 11.55 5.0-12.5 266 (100) 264 (76) 268 (47)
— I 12.28 5.0-12.5 127 (100> 166 (50) 129 (32)
P, P-DDE 14.96 12.5-16.0 35 (1000 37 (29) 34 (1)
K WA 16.55 16.0-19.0 289 (100) 291 (34)  290(17)
P, P-DDD 16.77 16.0-19.0 35 (100) 37(29) 71(7)
O, P-DDT 16.90 16.0-19.0 35 (100) 37(30) 71(10)
P, P-DDT 17.84 16.0-19.0 35 (100) 37(28) 71(29)
HH S5 2% i 19.69 19.0-22.5 141 (1000  142(9) 143(1)
el ;ggg 22.5-26.0 211 (1000 213(13)  212(34)
TR 2 i 26.84 26.0-27.0 79 (100> 137 (72)  297(80)

N

FPE SCAN FA4# 7 XN IRE A NE ) pis &, &1 3.4, #ielemsira 79, &
ZBF R 137, 297, fESIMAAT, EBEEF. 2% E M, WK 3.5,
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P a1 e VA 7S 5 — % GC-NCI-MS-SIM 3 HT i 4 Hh =2 25k 1

x100,000)
TTIC

179.00 (3.50)
1297.00 (2.50)
1137.00 (2.50)
7.5

5.0

2.57

0.0+

2610 T T 262 T 283 T T 204 285 206 287 268 289 210

& 3.5 GC-NCI-MS-SIM i 7=\ T, RE 56 e i & 43
Fig.3.5-The MC of deltamethrin by GC-NCI-MS-SIM

MK 3.5 %1, SRA NCT LB 7, Uil U 3 i A e i1 I A B R
GFRIME N, HE—RH] SIM 94875 X, AEIF IR B (26. 0~27. Omin), JRti{id%
PEHEAT RS RS I AE 2 7 (79, 137, 297), 193] MC KIRIRLE AV, 15
W LR e, ARG T A RS R, $& e T ORI R E AT PR
3.3 /R 5iHE
3.3.1 &M3EE. tREMEKAESHXRE

1 3. 2. 2 FRYARIR BE VR SR UER I, 1% 3. 2. 4 I &4, K% GC-NCI
“MS-SIM ()il 7F 1ng/mL-500g/mL MG, BIAMREAE N €/ TTik, FrifE
2k 5 R S ARG R BN 3. 2.3 4 R 2 bRy i 26 DLIE] 3. 6, FRufE i i FErh Y b
JoHE T P o R TR, X O AR IR

57N
P, P-DID
0, P-DIDT

B
T
6
5 F
q
3
2

IEE D (+1, 000, 000)

10

20 30 40 50
i E (ug/ml)

Bl 3.6 HRARZh HIARHE L%

Fig.3.6- The standard curve of some pesticides
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R 3.2 RALMVEHE . AnvEthZ T AR R L

Tab.3.2-The linear range, regression equation and correlation coefficient of pesticides

KA LMIEH (hg/mL) PRt it 267772 R ZREL
a —BHC 1-50 Y=44040X-1168. 1 0. 9992
vy -BHC 1-50 Y=57780X-1532. 5 0. 9992
B —BHC 1-50 Y=4385. 6X+2419. 9 0.9997
& ~BHC 1-50 Y=57734X+1039. 6 0.9991
[ENE R 1-50 Y=152019X+69847 0. 9994
= 7 1-50 Y=126125X+56082 0. 9999

P, P-DDE 1-50 Y=53143X+6568. 4 0. 9999
75 W 1-50 Y=205776X+64422 0. 9996

P, P-DDD 1-50 Y=35815X+23849 0. 9994

0, P-DDT 1-50 Y=24574X+8580. 6 0. 999

P, P-DDT 1-50 Y=21072X+4990. 2 0.9993

FF S 2 i 1-50 Y=84265X+27385 0. 9994

A i 1-50 Y=85491X+8767 0. 9997

R G 1-50 Y=4385. 6X+2419. 9 0.9997

MERTEAR S RECT AR, ARE REHLE 0.999 UL, WAL SIS 2 WA
REF IR EE
3.3.2 AZEMRMEWESHEEE

14 Pl 2R Ay 0. 8mg/kg, 2mg/kg IR K PAEREE 2 HEK L TR
BT BRI S, SRR ACESFATIIE 5 IR, SR RIEAKCE A — AN R
kR, SEERE R A, P R ROIFRICEATIE 5 IR, R
[ LUREASK ) 5 RO BRAE (R 25 2675, VDN [E Wi 2 15 5% 13 4 R L% 3. 3.

% 3. 3 J7 BRI N D SR RS 25

Tab.3.3-The recovery and precision of method

AN L AL

i (Emgo TMeE RSD T EMeR o RSD
% %o 0/, 0/,
mg/mg mg/kg
0.8 102.2 3.25 0.8 109.6 0.67

o BHC 2 91.5 4.56 2 88.1 1.98
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P a1 e VA 7S 5 — % GC-NCI-MS-SIM 3 HT i 4 Hh =2 25k 1

v —BHC 0.8 93.6 5.96 0.8 89.4 5.21

2 100.4 2.87 2 101.2 6.42

s ey sm 2 s ses

T S S

L S O S N

— I 0.8 89.4 7.82 0.8 88.7 8.13

2 97.6 7.69 2 75.4 7.95

e s se 5 i sw
R v I R
e B e S 5 s se
s S 11 T T M Y S
e S S S N
L Y A X S
A Y S S o B
B S - TR v S Y MR

M G5 ST LU TS 0 (B R AE 75, 2%-109. 7% 22 Ta),  AH X bk AE 22 AE
0. 67%9. 87%, Heli LA AT K.

3.3.3 FIEHI R RAR AR

TEARBREE e, SeflA H B PR U E A e i — A 28 hs, K5
AT 772 ARG HE PR ST e Kk R BRI, A REH R A mp R U A0 7 o Kk 1 B o
TP AT AR E o J570 AR S I AT HH BRL ER (SCA8S PR e /NSt Bt R o 2 A0 4 BT £
PE IR LB kA, a0 (2) BT
=M HE x EREHR
BERE < HiEE (2)

X (2w, M AR AR 3 AR 1 H AR /N i, — A e
(ng) R, KIEFOAFEE: 5.0g, wAMF: 1.0mL, JiFf=: 1.00L, 14
AR 245 R B AR HE PR LG 3. 4, JFRF 14 AR ZG4E GB/T2763-2005 KK H ) e K
P BREE SN 3. 4,

(A HFR=
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R 3. 4 JTvAR B ARA PR R B B B KT B R

Tab.3.4-The limit of detection of the method and the maximum residue limits in foods

TRk OB/T2763-2005

R 25475 e (mg/ke) BhEi(mg/ke)
a -BHC 0. 00002 0.05 0.02 (KX
vy -BHC 0. 00004 0.05 0.02 (K
B -BHC 0. 00002 0.05 0.02 (k)
5 -BHC 0. 00001 0.05 0.02 (KK
H S 0. 00002 0.2 0.01 CRK)
I ] 0. 00001 0.5 0.1 (KK

P, P-DDE 0. 000012 0.05 0.05 CRK)
575 W 0. 000015 0.06

P, P-DDD 0. 00004 0. 05 0.05 CRK)

O, P-DDT 0. 00002 0.05 0.05 CRK)

P, P-DDT 0. 00004 0.05 0.05 CRK)
HH 35 56 i 0. 000022 0.5 (HZEREFEF) 0.02 (KD

KA R 0. 000044 0.2 0.02 (RK)
IR SR 0. 00018 0.5 0.1 (/N3

M 3.4 AT LAE H, ARSCWFSE I 70 iR IR s A H FRAE 0. 01-0. 18Kg/kg
18], AT RR BRI X T 14 MR 25 7EREK o S VIO B BRI, RF S AR 25k
SRR S

3.3. 4 irEFiL E SRTA B 7T TR B F L R

¥ 3.2.2 W 2pg/ml FER AR, 1% 3.2.4 TS, AR AARRER 5 R
ik, WP 3.7 RN 0.8mg/kg AREE, 48 3.2.3 AL ik AL,
INFREE it T i P 3.8 1) 3.7 1SR O B LI 3.9, B 3.8 ()R s
LI 3.10,

(x100,000)
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A 3.7 GC-NCI-MS—SIM R Z5h7A ) Ji & £ 3% /)
Fig.3.7-The MC of pesticides standard by GC-NCI-MS-SIM

(x10.000)

1 »
2.54 ©

e |
] T
10.0 125 13.0 17.5 2d.0 235 230 27.5
& 3.8 GC-NCI-MS-SIM TEPMHRFETR N 0. 8mg/keg IR E i &
Fig.3.8-The MC of blank flour extract spiked with 0.8mg/kg standards by GC-NCI-MS-SIM
GC 4. it 4Y: ZB-50 (30mX 0. 25mmX 0. 25um), #/< He, A& 1.6mL/min, Z»¥ikk: 10: 1, HEEE

H: 280°C, ¥Ei: 100°C-——15°C/min——200°C (0. 1min) ——5°C /min——265°C——-25°C /min-——300°C (6. Omin) ,
BEFEE: Tul.
MS e WL A NCT, SMN: CHiy 8§ FUENREN: 200°C , BECRE . 230°C. B AR
WEFER TR (SIMD, t il sss a2, AHXE: 0. 2KV, $#EEME: 0. 2Sec.
fti0&: 1. o« -BHC, 2. v-BHC, 3. B-BHC, 4. 6-BHC, 5. HWi%, 6. =M, 7. P, P-DDE,
8. MiMEE, 9. P, P-DDD, 10, O, P-DDT, 11. P, P-DDT, 12. %506, 13. HURZEEE 1 . 14, UK

BGME 10 15 MRS5S

(x100)
4
3.
2
1.
0.
850 875 900 925 950 975 1000 = 1025 1050 1075 1100 1125
& 3.9 E 3.7 MREBKE
Fig.3.9-The part of Fig.3.7
(x100)
1. 1
0.
-1.
-2
8}50 8}75 9.0 9.2 9.5 A 10 00 10 25 10 50 10 75 ll 00 ll 25

& 3.10 B 3.7 KRIBAR
Fig.3.10-The part of Fig.3.8
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M3, 7-3. 100 LUE H,  HTAC B 5V s R i, IR T, g
FAR, 1E13.9-3. TOFIPARFRAHIRI N, BRFEmeE /K12 3501w, (8 2% E s
Kk s 3600y, RHFAFELRTAAIL)S, F T HEEA R B T A0
TR, AR UESE T RAE B IR R VA R AR IR .

3.3.5 RHESHER

J] GC-NCI-MS-SIM 737 T Bk RECK. 1fiky. WA VUSMRAY, ZEKT

SIFTEE R MC B DL 3. 11, 3T EE R L 3. 5.

(x10,000)

15

5 -

1.0 s

] =

0.5-: {

100 115 150 115 200 21s 20 2s
& 3. 11 GC-NCI-MS-SIM Z#rik i 2 E K ¥y MC &
Fig.3.11-The MC of Thailand rice by GC-NCI-MS-SIM

GC 414

ke ZB-50 (30mX 0. 25mmX 0. 25Mm), # <, He, AFyi&: 1.6mL/min, Zr¥lk: 10: 1, ¥EFEM: 280
C, ¥Fi: 100°C-—15"C /min——200°C (0. 1min) ——5°C /min--—265°C———25"C /min———300°C (6. Omin) , #E#;:
H:1luLs

MS e HIEgT N NCT, RNS: CHi, BRI N: 200°C , BRI Y. 230°C. B Al
R FHR (S, KA as 772, AME: 0. 2KV, F#Rk&E: 0. 2Sec.

@Aﬁ—tim% 1. ﬁj%’ N Eﬂﬁé@ﬂ, 3. %uﬂé@)?

RILEMABIMERR
Tab.3.5-The result of grain
w25 44T Sk ZEEP/S i) e
§ —BHC N.D N.D N.D 0. 25Kg/kg
Bl 0. 83Mg/kg 0. 521g/kg 0. 36Kg/kg 1. 24ng/kg
= M 1. 84m1g/kg 1. 26Hg/kg 4. 54ng/kg 3. 68Kg/kg
I LT 0.97Hg/kg 0. 74ng/kg 2. 87ng/kg 6. 74ng/kg

TE: “N.D” R ARHH
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MSEES 25 U] DU, AR SIS TV — R ok AR 5 W A7 R T TR AR 25
B8 7, AR 0. 01ng/kg (EARAT HI R, fiE v il R IE B R A RTIX 3 8RR 2
Tl E )5 0 5 S BE 42

SR LT IRRE R A A B AR N BT B . MR el AR
ARG FES, S FsEss, RAGIE] = FhAe sy, bR b 45 R I HERTFE
3.4 &g

FRAIAFE M. 1E =11 (V/V) 8BS e, fBEMR bR RIAE 2 a9k, GC
-NCI-MS-SIM 73 #fr, 7E 1-50pug/mL LRGN 25 & 7 I SR A 1R
UFRIAR SN, A REHRAE 0.999 LL I, 7F 0.8mg/kg, 2mg/kg HANKEK L,
KK THE R R I ISCRAE 75.2%-109.7%2 18], AT FRUER Z5: 0.67%-9.87%.
K22 0.01pg/mg (1B A H B, fig e IR A [ SRR 3 AR 243l i (1 45 b B7 2 Mt
2. R, ZJTERI . PO, HEAG . ERRELE. T, SRR AR T
AU R I SR I TV
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HPNE GC-NPD A GC-EI-MS-SIM S TR A= R 255
41805

PRI ES (FTD) ST Ny PALES W R e B i Al 4% »
Y NPD, H A 1974 4F Kolb ™™ SRS Zh 45 & 1A B R AR — S Ab ke & R I 4
R, fARu THNERAR Ay IE s, A NPD — SO RLIIR B N P AL SIS AR (6
ACIR) 5 FHAS D25 o

NPD (&5 Kt 4. 1 o, NPD 2 AEE KGR kil #s (FID) [mss F o5
Bk, SMORREINER, AR I Bt f A 2 20 S vy v Bt 7 IR B TR v 4,
NS P IS WA IR AR RN N, TERG NS PR BRI

—

il 4
da
*
i

-
&l 4. 1. NPD &M

JUTHER AR AR AT B H S IOR A2, L A LR B
e A A AR 210 70 %A L, R S BUR 295 OB AR T 2 P, S
MRER A HLRCRAR Syt TR R, SR IAIAE, T B AR AN /N 22 (ke DL
JR kY. AL AR IR BRSO AR 255 B T (MR 2, AR IX L
BTt o, O 5482 GC-FPD. GC-NPD, H—Fk &5 2 £ % — 2k
FHWIR AL, W:GC-NPD s M7 HUBE S A HLAESOR 2958 ), AU € il K I
JCEERIIES (GC-FPD) S i LB R AR 255k ), 2 IR G BRI0 53 25 53 4 07 1k
BATPE . FE K5 2 (K45 s H 2d 2 B AL, Rl R 25k B ik
JE RS AR OCOURGE A C i i B2 AU ) O B I 1) A SRR 5 o X 22 AR 24 kAT
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SEMES MR AR RAER, RAHTREPY, CEPYE” LS LR, GC-MS 1F
R L T I T AR BRSO, ASCRRE Y 3 6 14 FR 5 HEAT 04T
14 R 25 1)1 T L 6.1

4.2 KERS

4.2.1 F5RF

F A Trace GCAUMHEIELG, dERUR IR SRR R AR (3%
KRS SGK-2LB FIA /T K448 SGH-300), Z»HrAiy ZB-1701 (30mX 0. 32mm X
0. 25Hm) ,

BUCHT R IT 28 Jig 4 28 AN, A BBy (B ) B9 0oL, RO SRR 28 I 0T AS3120
RO BORUERS, MR E—FER 2 AB104-S 4381 KF-

RZEAE CFRERE. AR, BP0, R, KIGEBE. T B RN
VOB B MR GEGRE L PR TR SAR 2 R MBI s SRR, R
ST e . — M (Augsbury Germany)

TEERM B 1) 60-100 H  CEHEALZAERI] D, 650 CHIKE 4 /N, JHYT 140°CHt
SAVNIEE, . KB (MHral) 650°CHIRE 4 /NI, T, 0. B (43
frafl B8, OlF (Orfrall Bz, & Whe (tfrall 2D, LROlE (O
aff m7%).,

4.2.2 B RHECH

S MHERFRE 50mg CR§If 2] 0. 1mg) AR Z5hRitE R, 28 10mL 75, FH
SEZY, 135 Smg/mL A2 AR UEE IR o

SrRE 0. 2mL I ARV, B 10ml A EIMH, 193] 0. lmg/mlL ¥ GC-MS b5
HEVS R . AR NPD X & Tl 24 1R i B, e o FOUR G b RV IR B
(0. 02mg/mL)~ A (0. 02mg/mL) — Mgk (0. 02mg/mL) XF&R M (0. 02mg/mL).
LR (0. 02mg/mL) /KRR BE (0. 02mg/mL) BEFEME (0. 02mg/mL). WERE
fi (0. 02mg/mL) 4 MERE (0. 02mg/mL) — MR (0. 02mg/mL) {7 B (0. 02 mg/mL)+
SR (0.02 mg/mL). T (0.02 mg/mL). SRA (0.01 mg/mL),

Sr VR E SHL 10ML. 20ML. 50HL. 100ML BABRFRUERE] SmL 2 H M,
38 5ug/mL. 10Hg/mL. 20Mg/mL. 50Hg/mL. 100Hg/mL [FIASIFIHR B (TR A bRy

Ve

o
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4.2. 3 tERATALIE

FREGE 40 HAFES: 5. 0g CREREE] 0. 01g) T+ 100mL BEES L, A 3. 0g
ToKGRIEEN, 40. OomL PR, HEEAFLE 20min, E£5.0 5min (3000r/min), K I 25
BN 250mL FRE AR, PRI BLOE R N 40. OmL T, B A2 20min,
B9 5min (3000r/min) , PRI K G T 250mL [ JEGEN . efe 28 A (40
C) RGEIE T, HIECkE: LR 4HE=1:1 (V/V) A% L, kE, JEHFE (40 cm
X 2. 0cm) FAKIRBEN 2em = JC/KBRIRAN, 5. 0g WEBE AR, 2cm & C/KARBREN ,
A 40mL 1FE Okt AR ATE=4:1 (V/V), 40mL 1F t: LR 4E=1:1 (V/V), 40mL
IELKt: LR OER=1:4 (V/V) AR, FEIEBAE e 28 A (40°C) W4k 4
T, HAMEASE oL, A 0. 456m (It pEssitug, ARl
4.2.4 BIEENG

GC-NPD a5 41

Sy HrAE: ZB-1701 (30m X 0. 32mmX 0. 250m), #/<: He /<, ¥ E: 2. 20mL/min,
SRR, it 501, AMEIMRSE: 240°C; AEWE: 70°C (0. Imin) ——39°C
/min—-210°C (1.0min) ——-5°C/min—260°C (3.0min); K E$HEE: 290°C,
PREFIERUIRZS, HUE: 2.0pA, B (He): 30 mL/min, &/<: 3.5 mL/min, 5/<:
145 mL/min; BEFEE: 1ML,

GC-MS 41

GC 4fF: Z3MrAE: ZB-1701 (30mX 0. 32mmX 0. 250m), # < He, A= IR)E:
240°C, FFUE: 2.20mL/min, ZpUREERE, ZpUbt: 5:1, WEAEE: 3. Oml/min;
FE#R: 70°C (0. Imin) —39°C/min—210°C (1.0min) —5°C/min—260°C (3.0
min); BEFEREN 1HL.

MS &t ML EI, WEHE: 70ev, BTFHEE N: 2000C , B
FEA: 230°C, KpUZEsEas X, Zaxifi: 1. 0KV, FAHMEE: 0.2Sec, BT
P ERERS TR (S, AT 0 9 ASBF B, BRI B4 1~
3ARY, FRRAEHFE—AERET. WANSHET, 14 MRS ARED.
TREAII ., ERE T S5 T L NG R WK 4. 1.

4.2.5 BIZFRHFHML
4.2.5.1 ZELFI AL
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XA LR, SCie B FEH SR U . L. CROlE. —
G, AR RS AR R, BB INECR, ARG SR 14
AR, 2RRN], “HWWHRMLROREAZ, BRHS TWNE, &)
5 AT SR IGE T, W 4. 20 B BOE o RATACR T AR 254 GC-NPD
RS R NPT RIS

oo - [ U m i O 2% 20

90
80
70
60 [ &
50 |
40 ¢
30 |
20 |
0

NI e

v Ak = 4 TEHER SRR

B 4. 2 SREHR I 3k %

Fig.4.2-The choose of extract solvent
4.2.5. 2 ZEEV AT (B BY &

SEIG A SEFE 10min, 15min. 20min. 25min. 30min FEAHACHUNH], @it
IMABRAER R R 25 R rE,  PERCHAR 25 R (R SRRf e AC BO R), WLIET 4. 3. 1]
HASRE BB 0 A AR AR 24 B o 11 (R Ar 2 B A RO ] R R A 15 00, AR AT LA
Al 20min J5, BSINEDACERBES U AR ARAAR /), SERERE 20min A4 RS
[ET8

—o— AL —A— IR
oo - —a— IE I ] —— TN
80 |
ﬁ
@ 60
TS
20 : :
5 10 15 . 20 25 30
min

&l 4.3 ZEHUR () %50 EDECR B 20
Fig.4.3-Effect of extract time on recovery

4.2.5. 3 AR AFRBNEE
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TR S U A 5 0%, ALY, X B 50RI E i e 1)y Yk T
WAR Tk &R, SR IR A 5 38 10 [ fek DR B A R AT R 7 9%
HARBIIN T A HUE AL &, B TR 02 e 28 R A4, e S mlie,
WEET A A, IFREA IR AL I, e R R
4.2.5. 4 HTFHOIERE

T8 PO 00 08 T A LI 2L HTIRINE . A HLE SRS &9,
EAES T b M BRZE e, i, 24X T H ZB-5, ZB-1701,
ZB-50, RIAEH R EAE ZB-1701 | 14 PR 2 Retg 56 A 25, OREAIT aIEckE, U
P SRR P R I
4.2.5.5 HHEOEERIZEE

TESEIG TR T 25 50 A A AP T 08 S DA BRI e s 1) — Mkl — A A 24,
ST 220°C, 240°C, 260°C, 280°C RaEAE FURAE . BFFUAS [FIERE H I L X = Fif
RS ASALIE I FRHRSEZIO R IR, 240°C LU = MBI st TAae, X EE 2
PINAE 240°C 211, HERE FU SR B, AT A3 b v 1) = M AL B I TR AR G
AR S AEAT A 0 A N5, G it B T I, R DU B2 T A SR 08 I A R LA
W IR Ak, U 3 LA o (LA 280°C I I T s S A B R DEE TR R 2 Jel) T %
HRERAE 280 CIS AT By B AR 25 R AR B i, SECT AT L N
(TR N B BTLL, deZ8id e dEAF IRl 240°C.
4.2.5.6 SSMERIEE

SO0 R A AR, WIMEARE L, SARMAA R RN, SRRE D
1+ 150mL/min, 2 RERR, LR USRI B2 BRI, S A5 S AR N BRI, AL
VR BGIN, y ARG I U R U A TR, AE A 25N T A K
JLIE, 150 NPD AR FID, K2 T XN Pk £epE™,

LI LR T AR E N 1. 0mL/min, 1. 5mL/min, 2.0mL/min, 2.5mL/min,
3.0mL/min, 3.5mL/min, 4.0mL/min FRFERIEOIEE], HEHHA 3. 5ml/min /5,
T 23 T IR AR 2 AW T RRAS PR B, e ¢ 3. Bl /min AR AU E .
4.2.5.7 GC-EI-MS-SIM HI4FME B FHIERE

HI 3. 2. 6 [AIFE I T VEAG E R E AR 2510 8 = IS H B 1, 14 Bl e &
IR IR S BGE TR GERES T ZH R A R WA 4. 1.
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RALRGNCERBTFRSEET
Tab.4.1-The quantitative ions and reference ions of pesticides standard

R CREAWIE] Al BOERE EEET ZEHEET]I ZEETI
A Jrac ok 3.84 3.32-4.28  94(100) 141 (37) 64 (24)
SR 4.77 4.28-6.27  121(100) 136 (40) 91 (13)
T 5. 10 4.28-6.27  121(100) 150 (27) 91(11)
ENED 6. 10 4.28-6.27  164(100) 149 (57) 122(20)
/&t 6. 61 6.27-6.86  127(100) 67 (34) 97 (26)
SR 6. 83 6.27-6.86  87(100) 93(51) 125(34)
BRALI 7.50 6.86-8.02 97 (100) 199 (66) 314 (62)
FH 550 it 1k 7.70 6.86-8.02  109(100) 125 (63) 263 (61)
— 1k i 8.35 8.02-8.66 57 (100) 208 (26) 85 (27)
PRI 8. 50 8.02-8.66  109(100) 97 (81) 291 (72)
NIRRT 8.90 8.66-9.46  136(100) 121 (77) 110 (45)
E I 9. 94 9.46-10.81  105(100) 172 (37) 140 (11)
o e 11.79 10.81-11.95 268(100) 270 (66) 232 (20)
= I fi 12.99 11.95-13.52 161(100) 77 (63) 97 (49)

4.3 HFREITE
4.3.1 tREFIEE

FARAC TR (3% 443 ) 43 A 4. 2. 2 HF GC-NPDGC-ET-MS—SIM [RI7R & bR vUEH R,
GC-NPD 431 5 ik i 6 1% & WLIE] 4. 4, GC-EI-MS—SIM 234153 MC & WL 4. 5.

uV(x100,000)

8.0 _
7.0
6.0
= s,

5.0 ~
4.0 © "
30 N . -
2.0 ~ o
0.0
-1.0

2.5 5.0 75 10.0 125 15.0 min

& 4. 4 RZjHrFE GC-NPD ikl
Fig.4.4 -The chromatogram of pesticids sample by GC-NPD
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(x1,000,000)

6.0
5.0
4.0
3.0
2.04 o
: S\l o
104 - h“ ﬂ” =
0.04 A—/
—_—————————
4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0

B 4.5 RZGFRFE GC-EI-MS-SIM f) MC F
Fig.4.5-The MC of pesticids sample by GC-EI-MS-SIM

GC-NPD %A}

AyHiFE: ZB-1701 (30mX 0. 32mm X 0. 250m), #< He, FE¥im: 2.20mL/min, M¥EEEE, 29itk: 5:1,
SALEIRREE: 240°C; MR 70°C (0. lmin) ———39°C/min—-210°C (1.0min) ———5°C/min———260°C (3. Omin);
Ky RE : 290°C, fRIFIHFURAS, HLI: 2. OpA, RS (He) : 30 mL/min, %/<: 3. 5 ul/min, %5<: 145 mL/min;
HEFFE: 1ML,

GC-MS 41+

GC 4 43 MrkE: ZB-1701 (30mX 0. 32mm X 0. 25Mm) , #K He, AL L : 240°C, A 2. 20mL/min,
SYUHERE, rditt: 5: L, WP E: 3. 0mL/min; H¥E: 70°C (0. Imin)-—39°C/min-—-210C (1.0min) ——5
“C/min—260C (3.0min); #ERER: 1ML,

MS 25tk MBS 7 EL, MLEHIR: 7O0ev, BS-FURMREE: 200°C, # S A : 230°C, BRI : 1k
BAFHER (SID, N7 406{H 1. 00KV, HHfiEkE: 0. 2Sec.

k. 1. FRBE, 2. SR 3 ARTER, 4. EEER, 5. AR, 6. SRA, 7. 2B, 8. HIAE

XBEWE, 9 ZRREd, 10, XIEREE, 11, AKROREE. 12, BERERT, 13, MGMeEE, 14, =Mk

4.3.2 RIEERE fREMZAIESHARRY

¥ 4. 2.2 PIRIA IR BE R A AR MR, 44 4. 2. 4 ks, REE GC-NPD
F GC-EI-MS-SIM ({13 /&, #F 5Hg/mL-1000g/mL £EPEVE N, PAAMRIZAE A 2 85
W, FRAERNZE TR A S R B 4. 2. NPD 43 HT 792 3B 43 A% 24 1Ok vh il 4 AL ]
4.6 T, MS M T iAo AR 2 AR e 2 WK 4. 6 TP T, At il 2 7 7
IR Y OMUEIRIRL, X OURZIIIKRE (g/mL); kg R IR Y i (o i &
R B IR, X ORI (rg/mL).
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L]
* T
I -~ 15
8 20 8
= aEmw | (S TR
g" B 2
310 HEBE S e  pt
o Sl }Eé NI AR
E 5 oy B
2 ThbEs =
i} o T T T "
0 25 50 k] 10a 1] 25 50 TS 100
FEE (ug/ml) R ug'ml)

Bl 4.6 M REHFRMERMZ (1 (WD) 11 (MS))
Fig.4.6- The standard curve of some pesticides[ I (NPD) II (MS) ]

R 4. 2 REPRAE L T R R EL

Tab.4.2-The regression equation and correlation coefficient of pesticides

A FrdEthE 772 (NPD) R* (NPD)  AréEIZ 7 FE (MS)  R® (MS)

FH Jhag gk Y= 64408X+ 91337  0.9998 y = 70715x — 177126 0.9990

BEALIR Y= 95509X+ 297105 0.9991 y = 15926x + 2512.3 0.9991
SRR Y=146567X+ 1000000 0.9992 y = 67811x + 27667  0.9999
L Y= 50769X + 47240 0.9992 y = 923556x — 142829 0.9995

g Y= 102780X + 183547 0. 9992 y = 17996x + 2839 0.9991

X Y =95055X + 368017 0.9996 y = 55009x — 32739  0.9992

FRILST M Y= 101322X + 383843  0.9990 v
T R Y=15060X 0.9993
S Y = 16580X— 26534  0.9992

52994x

42140  0.9997

193527x — 367469  0.9994

y = 1237556x + 105665 0. 9993

PNED: Y= 15084X - 15818 0.9996 y = 47236x — 80385  0.9978

KEEwBE Y = 71732X + 26406 0.9993 vy = 35617x + 2994.5 0.9994
W R Y= 63821X - 61223 0.9993 y = 48278x + 14631  0.9998
YL 4L Y = 39079X - 21934 0.9995 y = 48031x - 17499  0.9998
— 14 i Y = 34699X + 20274 0.9995 y = 103783x + 38476 0. 9996

MK 4.2 i CLEH, RN 7 AR AR R etk Ye Fl (5rg/mL-1001g/mL) W,
GC-NPD (R £k P AH & 2 0AE 0. 9978-0. 9998 2 [A], GC-EI-MS—SIM (K& P AH ¢ R %AE
0. 9990-0. 9999 2 [a], WEETHIFN L5 9 JE AR S PERC AT .
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4.3.3 HIAEAEFLHR

SRS/ NPD R 9% bR ATALTE s, RS HARALA R b e
I, AR PRI IREE, 7E GC-EI-MS-SIM (i & Ph R 4 #7, DAL RTALBE 7, AT
REFE 7 1 60 A PRI S A BESR, T AR 0 10me/ke (B LI 4. 7-4. 8,
4.7 FINPD AR Rl g%, PRl 4. 8 FiI MS A kKl s

1 100, OO0
— —
ER
2 e
z w
1.
1.l -T
—

a. T e o

o —
a.l

25 50 15 15.0mh

El4. 7 TS IN10mg/kgfIGC-NPD i &
Fig.4.7-The chromatogram of blank flour extract spiked with 10mg/kg standards by GC-NPD

=l 00,000}
ol Lar)

0]
50
40

7] —
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10
o0 'j.-i—'

+h 30 ! 0 an EY) 10.0 10 170 170

o
El4. 8 TE¥ES010me/ kgl IGC-EI-MS—-SIMIMCE]

Fig.4.8-The MC of blank flour extract spiked with 10mg/kg standards by GC-EI-MS-SIM
GC-NPD 411}

AHTAE: ZB-1701 (30mX 0. 32mmx 0. 251m), #%’< He, ALWiE: 2.20mL/min, ZF9RibFE, ZhWibt: 5:1,
AN E: 240°C; HEE: 70°C (0. Imin) ——39°C/min—210°C (1. 0min) —5°C/min—260°C (3. Omin);
KB BE : 290°C, fRERE TR, HUT: 2. OpA, B (He) : 30 mL/min, &< 3. 5 mL/min, 25: 145 mL/min;
HEFER: 1ML,

GC-MS 44}

GC 4 43 #HTAE: ZB-1701 (30mX 0. 32mmX 0. 25Hm), #S He, AL =WE : 240°C, H¥iE: 2. 20mL/min,
SPIRBERE, pUREL: 501, WREHE: 3. 0mL/min; AF¥E: 70°C (0. Imin) ——39°C/min—210°C (1.0min) ——5
C/min——260°C (3.0min); HEFEE: 1ML,

MS 4cfF: MBS BT, HESHE: 70ev, S-FYRILAE: 200°C, B2 N 230°C, BFRlei: ik

FEE TR (ST, dlasgas 5o 4% 1. 00KV, F94fMa]k%: 0. 2Sec.
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R 1. WREEE, 20 FREG 3 TG 4y SR B 5. ARKEE, 6. SRA, 7. EESEME, 8. WA
XIBREE, 9 PR, 10. XPBREE, 11, /KMEBRME. 12, WEREER, 13, JGMEE, 14, =Peak

N4, T-4. 8T LA, ZRAL AT AN FE 7 vk RS T IR0 T4, et i i
FBRPIEATHER 2 0 S, B PRI I B8 I R s I S T4 0 8 7 1k
PEOTRA RN IERK
4.3. 4 FEMTMEKESEEE

SRV T R RN SR Ak, TR FIRRARER, % 14 Fk27E
dmg/kg, 10 mg/kg PIANIRBEAKT-IATV MR Sc e, RAMREM 5 KB, &
SR AN AR T, R AT K o T % R 25 L% 4. 3,

* 4.3 RAWA MBI R
Tab.4.3-The recovery of of pesticides

ARK W JOKREMeR ORI R RieR IR R
L NPD MS NPD MS NPD MS NPD MS
mg/kg
FH e figs 4 105.8 1063 7.64 526 1046 1053 326 3.13
10 98.3 80.2 589 4.69 873 942 523 1.12

SR 4 714 875 638 623 8.9 784 459 3.16
10 736 827 679 826 885 752 698 2.54

T 4 725 756 634 525 802 796 586 4.59
10 749 730 798 586 834 825 748 542

WEHER 4 875 887 981 423 892 864 856 4.15
10 89.2 885 853 356 871  79.1 7.64 642

SN 4 1032 1093 746 444 941 987 635 5.13
10 1064 887 985 425 1009 1094 432 3.15

3 4 1172 964 563 306 1044 1087 897 2.89
10 1034 875 843 139 966 87.6 973 4.68

Hm 4 1057 1024 694 386 100.1 1009 842 3.45
10 983 876 639 474 977  90.1 859 2.83

FIL 4 1003 983 658 560 1004 943 741 097
Bk 10 974 1039 987 459 939 1112 7.63 3.46

= IR 4 88.4 88.7 523  1.60 852 87.6 698 429
10 86.3 859 11.56 294  86.3 89.5 7.61 3.8lI

Ko i fiske 4 96.5 87.9 874 498  96.9 106.1 10.8 2.69
10 97.6 98.6 4.63 336 104.1 916 863 1.18

7K e 4 101.9  94.6 964 227 1029 100.7 4.58 2.68
i 10 104.5 92.0 462 144 915 89.4 8.64 1.97

I 2% i 4 84.6 76.4  10.63 326  80.9 83.6 102 3.67
10 87.2 717 1343 147  87.6 86.4 11.6 2.59
I e i 4 82.6 90.3 894 455 80.6 78.9 115 3.64
10 86.5 92.4 7.65 387 804 80.5 98 287
= I 4 1009 1074 832 633 104.1 98.4 987 6.87
10 97.8 79.1 748 9.52  101.8 1069 10.2 6.42
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SUG S5 R, IOKANEDR v, PRSI 25 23 A 28 (R R (R 1 A 31 7 1% Ak B )
BRE, A HUBESAR 25 (R I S 3= 40 8 2 v T A HU A R IR IR AR 255 MS 1)
FEXS Bt 75 £E 0. 97%~9. 52% 2 [6], #SINEIMCA: 77, 1%~111. 2%, NPD HJHIX bx
AR ZEAT 3. 26%~13. 43% 2 [0), FsInmlfeae. 71.4%~117. 2%, MS HPRF% B 3% 5
T NPD,

4.3.5 MRS LR

H13.33 ditrik, AR () WRIVEMEARR MR, 8. 5.0g,
ERMFL: 1.0mL, HEFEfE: 1LOML, 14 iR 2B H R WK 4.4, FFH 14 Ff
R 25T GB/T2763-2005 FHEK H v (¥ 5 Kk B BR AN 4.4

R 4.4 TENBRICR HR R &R IR REE R E

Tab.4.4-The limit of detection of the method and the maximum residue limits in foods

s T GB/T2763-2005 0 ()
NPD (mg/kg) MS (mg/kg) (mg/kg)
I iz 1 0. 00024 0. 00087 0.1 0.01 CRK)
BT 0. 00045 0. 00053 0.1 0.05 (k)
SRR 0. 00018 0. 00036 0.05 0.02 CRK)
A 0. 00032 0. 00069 0.02 0.1 (%)
— e 0. 00058 0. 00159 0. 05 0.02 (KK
XS 0. 00043 0.00108 0.1 0.05 (KK
FH 6 X0 o 0. 00067 0. 00094 0.1 0.02 (KK
(U 0. 00125 0. 00026 0.5
TN B 0.00164 0. 00019 0.2 —
PNED:Y 0.00187 0. 00039 0.2 0.1 CRK
NI 0. 00072 0. 00094 0.1 0.02 (KK
I 2R ] 0. 00126 0. 00269 0.3 —
I WA i 0. 00198 0. 00105 0.05 —
— I 0.00193 0. 00367 0.5 0.1 CRXK)

4.3.6 RAXESTER
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SEIS FH R HT 71 (GC-NPD. GC-EI-MS-SIM) 43#7 T ZE T3 L M LI JZ1F)
wEAMK., REDEOK. W BASFRES, oWrgiRILE 4.5,
RASBEPRGZEE

Tab.4.5-The contents of pesticides residue in grain

I T NS 2R
P (Mg/kg) (Mg/kg)
wBa mEk BA mEk B zmMKk BE amK
FH Jhag st + N.D + N.D  4.15 / 4. 52 /
/e + N.D + N.D  4.97 / 4.76 /
I 2 ] N.D + N.D N.D / 10. 2 / /

TEe “47 RoRBITE, ¢/ FORTEBNA, “N.D” FRoRRKLH

M 4.5 A, 2 ra KA TR ERZE A I “ABCFA P, GC-NPD 43 A7 &5 H L
Kl 4.9, GC-EI-MS—SIM Z3r#r4h 5 L& 4. 10,

10.0UV(x10,000)

7.5

1/ WERE

5.0

2.5

2.5 5.0 7.5 10.0 12.5 15.0 min

&l 4.9 GC-NPD 43#1z B A MK o R 2%k R
Fig.4.9-The pesticides residue in yunnan rice with GC-NPD

(x100,000)
1.254TIC

1105.00 (1.00)
1140.00 (1.74)
1172.00 (4.41)

1.00+

0.754

0.25+

[/ 4.10 GC-EI-MS-SIM 43 #1 2 R A K H AR 255k B
Fig.4.10-The pesticides residue in yunnan rice with GC-EI-MS-SIM
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GC-NPD 4%/

SMMTEE: ZB-1701 (30mX 0. 32mmX 0. 25Mm) , 3/ He, AE¥it: 2.20mL/min, Z¥HEEE, A¥itk: 5:1,
AACEBE: 240°C; FE#L: 70°C (0. Imin) ——39°C/min—210C (1.0min) —=5C/min-—260°C (3.0min);
K23 = 290°C , fRAFIEFRIRAS, HIAT: 2. OpA, B (He) = 30 mL/min, Z0/<: 3. 5 mL/min, 25/<: 145 ml/min;
EFERE: 1ML,

GCMS ZAF:

GC 4%+ 3BT AE: ZB-1701 (30mX 0. 32mm X 0. 25km) , %S He, AL FWE: 240°C, FEiftH: 2. 20nl/min,
SIURHERE, 3EL: 501, WA 3. 0mL/min: KR 70°C (0. Imin) —-39°C/min-—-210°C (1.0min) ——5
‘C/min—-260°C (3.0min); HEFEE: 1ML,

MS 6t sy B, MIEHIE: 70ev, BFURIRE: 200°C, B ME . 230°C, B RIBIR: %
PER T (ST, Rodlles sty s ZeXIH 1. 00KV, FiillkeE: 0. 2Sec.

U 1. WEVERR

R 4,010 h, BEREEE A FIREE R B (9. 46-10. 81min) , oA LM R (1) R5AE
B (105, 140, 172) MFUEGIEE, KUY AFAHK B WERR I L B o UR
P ST £ 1% P £ 44 B O B I ) AN B2 % R b o0 H AL A kAT 5 PR 20 B 2 A N
MM, AR WA S,

SCU PR UK 2 CARPHE” (ARAE, it GC-EI-MS-SCAN 4341, FkE414r 1 TIC
P K i [ AL 4. 11

(x1.,000,000)
1.5 §
] i
1.0
0.5
0.0
95 96 9.7 9.8 9.9 16.0 10.1 10.2 103 10.4 105 10.6 10.7 10.8
Inten.(x100)
10.0- 85 145
7.5
5.0-]
2.5—_ 47 58 9
1 4
0.0-1 s sslidd (o hooks 1901 132 144 157 1 302
- 1. 1. 1 1.
50.0 75.0 100.0 125.0 150.0 175.0 200.0 225.0 250.0 275.0 300.0 m/z

&l 4. 11 ZRIK GC-EI-MS—SCAN ) TIC &l K H An4b & i) i itk Rl
Fig.4.11-The TIC and mass spectrum of compound in Yunnan rice by GC-EI-MS—SCAN
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GC-MS £t

GC 4 ZrHraE: ZB-1701 (30mX 0. 32mm X 0. 25Mm) , %< He, AL EWE: 240°C, i 2. 20nL/min,
SIAERE, A 51, WEHWE: 3. 0nl/mins H#E: 70°C (0. Imin)——-39°C/min——-210°C (1.0min) ——5
“C/min———260°C (3.0min); #EALE: 10

MS At WIBS T EL, B HIE: 7O0ev, BSFUWREE: 200°C, B A : 230°C, EFAmgi: ik
FER I (SCAND, FIHVE . 45-450, Rrdlesiai )y ZxHE 1. 00KV, F1ffiHkE: 0. 2Sec.

W HAs¥

Kbl 4. 10 TIC ), FUBRTT RT3, AR (NTSTOSS) #r%, HIUL:
96, 4RI 4.6,

K 4.6 FRRMMHR
Tab. 4. 6-The character of impurity

B Wit o7fm®  CAS ghy ARG mA

- S-2, 3-—&=A-H-H
o = =
. s A2 AL 3,
\ - S=—p—0

iﬁg CeH11N2O4PS; 302 23?8 me : 4= — R %-3-H
' oA 0, 0T

i AR liE

SCEG A 0. Img/mL I AR A BERRHEVE W, 4% 4.2.4 MEIE&ME, RH
GC-EI-MS—SCAN Z3#fr, A% HMg Iy i Ve ] [ 5 WE R [ 52 4 AH ) (9. 94min), FFKE AR b
BRI B R B S P PR e R S5 R AL 1 R S B R i R A bR, 223/ T 5%
B B AR m A AHOK PRI B AR 252 RAMEE, AN 2 EE
4.4 it

ARSI R P R D B, Ak RN B AU AT SR ATV AL, PRSI 2% (NPD.
MS) 43 HT TR WA 38 1AM AR 25 5% B, WA b 43 T 5 V25 7 R A 1) 28 1k v
5hg/mL-100Mg/mL, [FIFEMIHTALTE 79 R, GC-NPDAIGC-EI-MS-SIMZ) K324 245 5%
B BRI ARIINRA. T, G R IHRA T,

Ra.T PIMTERR S

Tab.4.7-The comparison of two methods

My 7 VE GC-EI-MS-SIM GC-NPD
Ay EZNIEL] BNy Pl AR
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Xof I A SR i B
BRI H PR 1g kg 0.87-3. 67 0.24-1.98
5 PEVERf RS YA € JA IR
IIELES 77. 1%-111. 2% 71.4%-117. 2%
FERE AR O 22 0. 97%~9. 52% 3. 26%-13. 43%
MK R EL 0. 9990-0. 9998 0. 9978-0. 9998
A M R bz B
A R AEY A bt fiiE

XFTARZRE AT, B TIRE T, R RERES T, TRERE N EeR
—FRERAET0%~ 120%2 18], AHXSBRAE (R 22 /N T-20%, 2t AHC RO T-0. 995t fE
WARTR: R4 TRIEN, PR AT RIS I e AR BRI 25 . G PEAR G
AR RET L BER, FIMS RS % i 5 o M v B WY SR A FNPD, P b 7 v IR AR A
PR A AE ] — AR g, S5 o) B GC-NPD 485 28 8 i3 4% 14 0 iy Ak 2 7 vk,
GC-ET-MS-STM3E PEAIE .
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ERE JBMRARBINAENES

AN B A VR T T 7 1) = b 23 B 4 A T VR IR ROEAT EEELR TR, AT
F M ITVE IO 5, TN KR A Hh AR 25 B 1K) 43 5 23 W O ik th — L6 D) 45 S B )
HL
5.1 GC-NCI-MS-SIM%#7:R 25%% B8 B4 ==

1. GC-NCI-MS—SIMA R FRT-& rAa v Bt v~ HLd T F A0 3 23 4 1) H AR )
(RIBR M, A2 o0 L B it 7 BT sy R B, RV ARA 20t vl A7 H b
YA IR FEE

2+ PUTHRRE DB AT B FRE R AN m . KIS, 1 ORI 2 R
LI, GC-NCI-MS—-SIMRAEAF 2 (1) Pt (i &) 4540, IAF SRR AL i
B AL, O BET AL A BT SR, HESE T GC-NCI-MS—SIMA B Ab BB Sk AN, HT T4k
HE T 58 o

3. BRI R . AR SRS H R . NCT: Z0H N 851U 1) 25 i 572 iR
TR T MR P B TR, HORTIE R i T 5, 2 ]
B s, R TR 2 T, S TR MRED, T A B 70.01~
0.18ug/kgZ [, RE e M A1 [ SR AT DI A 24 T 1R 5P 5 ) B 42

4, EMEAES . RN, E®E7. %87 LI EE e, R
UEEVEAERARE ;X HB B A o 1) H AR p R EAT 1 0T, 38
FEPE EABBRAR T vkt i Ab B AR I K

5. 14BAR LY 7 VA B I R ZRAE 75, 2%-109. 7% [0), FHXS Fr i 2 -
0. 67%9. 87%, Z&MEMIKREHARAEO. 9990LA_E, JAEM AL AR 255 B 0 B IR EK

6. NCI HLEg ARG WE, DOTER&bRHEMINTEOL R, B O,
X ARENAG G e VRIS, 384T AR AT LU A 1 2 v — 2

KH GC-NCI-MS-SIM Zr#rffs R &4t 2 MR SR vk BARY), JriEAe s ik
R B SRR TP e 00 & D5 A RAA AL, FEiE G oA e ok
JR T AR 2T BE AR 2Bk B 20 A A R T SR R T 1
5.2 GC-EI-MS-SIMD#7 R Z55% BB =

I, E&TZRRARE . R HAr a0 e SR E S 1, TURE U5 H bs
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PR B 10 I TR B AT F940, e A AR 24 S AR ik B OB 2 LA

2« WA MEE T H . ETET0evILA M K EARUEM S WIS e, AR 2R T
SERIBE T IR T RE . BRI T

3y EVEUER . KRHIORBIIN ) 226 B 1 MO R e I, DRAIE s T e
Phs FR AN W% TR 55 10 AR 2L A L REEAT e e @ T, N — @ R F AR
TR A B R R A ER

4. P, AR ETNE. IR BT AT 13min,  BE i HRE 5 B 4 AT
2K

5 LAFP AR 25 1 J7 157 398 n (Bl R AE 77, 1%-111. 2% 2 ], AH X b 11 fi
75:0. 97%~9. 52%, LEPEMISC R BARAE0. 9990 L) I, Bk L AR 255K B i K

WA M A TR PO, mak. MERG. REUE SRR AL, A LENCI 2
Sy 48, JE AR AR )BT 06 TR IE PRI TV, IS AT A LG AR i 2 v —

s,

5.3 GC-NPD4r i R #55% B RU4F =

L. ST JR R T3NS PRARZGFR B o NPDAE 5 — P A (i 1 & 8 A
ar, FONE AN PRIE NIRRT N, 75— @ 2R FRR I 13—k i fg
SIHTIRRE S AP R R

2+ EPEAUER . DR AR 1% BT he B (1) O/ B I ) NS 26 o rhoxd 2 A 24
AT E R AT 2 AR INAERT, RATTEEN), “ARBHTE” IR AMELLEE L. Seie b ]
DA FHGC-NPDHEE 2R {00 33 S AF R AL BE 590, GC-MS & PERIE o

3 XTHTAR PR R A o A HT AL B R TP AN TE Ay, B ARR G % i A
RATERON, R g K- TH0, e Eak it o s, mIvE, i )e

faray
~J o

4. G AR

5y PR, AN B E . — IR B AT T 13min,  Be i HRIE 4 B 4 A
HEEK

6 LAFP AR 2 1 J7 157 308 n [ R AE T 4%-117. 2% 2 ], AH X b 11 fi
75:3.26%~13. 43%, LRMEAIC REHRAEO. 997T8LA I, Hfg il AL A 255k F1 4 AT 1) 2
Ko
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NPDAE Ay iy WA 2%, MRALIF (0% S S AT AL BT 78, iyt PR 55 GC-ET-MS
~SIMA) B fICAS H FREE AL TR — B g, ARG, eSS J7 A — & 1R R,
Xt B AR A YEARUER,  ASREAE I Tk
5.4 GC-NCI-MS-SIM5GC-EI-MS-SIMBYHTFHLRE H BYELEL

ARSCAES. TR B S EVEAe R T /e i & B A i b &g, 5k
GC-NCI-MS—SIMEL J7¥EGC-EI-MS-SIMA B LF (Ht 4R T, S0 b LU T THk i FE
PR AL, GC-NCT-MS-SIMAIGC-ET-MS-SIMZ» #7 [HP K IMCIE, DL IEI5. 1A115. 2,
€ 5. 1 24 GC-NCI-MS—-SIM 43 47 Ifl %% H ¥ 11 0. 8mg/kg A& 25 b IIMC &, 815,22
GC-EI-MS—SIMA Ay T4 ¥4 I 10mg / kg A& 5 R FEIFIMCIE] 6

(x10,000)
2.5+ e

15

2.0+

13

| Jj‘_h J
13.0 17.5 24.0 235 230 275
B5. 1 GC-NCI-MS-SIMZr#7 AR H ¥ 0. 8mg/kg R Z5hr i+ HIMCHE]

Fig.5.1-The MC of blank flour extract spiked with 0.8mg/kg standards by GC-NCI-MS-SIM
GC 44

B34 ZB-50 (30mX 0. 25mmX 0. 25mm), #< He, #F¥ifE: 1.6mL/min, Z3¥RtL: 10:1, #EFEID. 280°C,

—_—

FE#: 100°C ——15°C /min——200°C (0. Imin) ——5°C /min—-265C~—-25C /min-—300°C (6. O0min) , FEF¥
1ML,

MS 41

Mgy NCI, WA CHy, S§TURUEIER: 2000C, BEINRAEA: 230°C. SRR, ®asT
Ft (ST, A gss s 72K, AIXHE: 0. 2KV, FIiIEG: 0. 2Sec,

faiig: 1. o« -BHC, 2. y-BHC, 3. B-BHC, 4. &-BHC, 5. Fi[i%, 6. —Mfi, 7. P, P-DDE, 8.
JHERE, 9. P, P-DDD, 10, 0, P-DDT, 11. P, P-DDT, 12. WUH(44Mg, 13. HUKAIMGE 1 . 14. FUKSER 1
15, AT

(x1.000.000)

1.754 -
1.50]
125—3 "
1.003
0.753
0.503
0.253 *\‘
3 — e N
I | ISP R |
40 50 60 70 80 90 10.0 110 132.0

0.00

5. 2 GC-EI-MS—-SIMZ}#r kD - 75 1 1 0mg / kg /&R 25 A HIMC &
Fig.5.2-The MC of blank flour extract spiked with 10mg/kg standards by GC-EI-MS-SIM
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GC-MS £

GC 4% 43-HraE: ZB-1701 (30mX 0. 32mm X 0. 25Mm) , #/K He, AL FWSE: 240°C, FFiiE: 2. 20mL/min,
SRRHERE, 3iitt: 5:1, WA 3. 0mL/min; FEHE: 70°C (0. Imin) ——-39°C/min-—-210°C (1.0min) ——5
‘C/min———260°C (3.0min); HEFER: 1ML,

MS M W st EL, RBHUR: TO0cv, BTURNRIE: 2000C, BRI 230°C, B TRMBIR ik
PEBTHER (ST, KA 25 750 HObMiE 1. 00KV, F3#ilH: 0. 2Sec.

W 1. R 2. 8%

K5, 1 CHBHAFE S IR BUR IS LI, GC-NCI-MS-SIMRAER T Ei%E) 5
3.8 (IR FES RS, GC-NCI-MS-SIMEAE R R (A% &) ML, M
BN, 5T, R, SR EEGC-NCI-MS-STMAM T L g M HAsd, IRFELHRE
WOUGAAL, WEEXT B AR AT HER e PE . s SEirh, il R Ton) B
TR OBV G, RITREBRB B 7 o

M 5.2 CHPBHRFEZ BRI, GC-ET-MS-SIM AR TRk &) , MC
PR BRI 28 i (1. 20, LR 2% i 2 58l 1 Hbndlor OKBZORIED
MR 5 2 77 2, WIEVE X B B a5 1K H As ) ORI HEAT 1
WEtE. Ea HERE KK, EMHORAC, AR TGS & H ARk T v 1
PE. BRI, DAL

ET WL USCRABE N B U B0 S 7 T IR B 7 3 T A & T, 2
P, SEEI-MS 5 32 AR FERE AR K TP I FERAR 5925 1) % R0 AN 84 K T7 V4 () B AT
B o 215 385 2 R 70 W 48 L 5 K 41 RO Ot i AR B B T L, D592 GC-ET-MS-SIM
EPUTHRAE S Jr T, AILEE 7k GC-NCI-MS-SIM 254 %, Wi W] Jy¥% GC-EI-MS-SIM
TR AL BB K o
5.5 BAMERMS A ER LR

AT T7 R ) B AR R AR T ST, O S AT AR O B AR D7 %) GC-ECD .
GC-EI-MS-SIM ft TXf b, SIAT EEEZE. At M Ses GE R [E AR H -4
T Pl AN 25 [ I 0 s KoK b 12 R LAEUR 295 B D vh oy B, Fife
X PSR SCE ORI/ B -1 58 85 R [ e oK g 25
P AVER NG A iR Bl , 51RO # B TARE s B GC-ECD.
GC-EI-MS-SIM F1 GC-NCI-MS-SIM &5 =FhJ7 v Ar o0 A & i Atk Jst 1~ AR, 5 Fho)

il
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M VA S ARAS R B =5, g5 R ILE 5. 1,
R5. 1 =M AERELE

Tab.5.1-The comparison of three methods

pd 0, P-DDT P, P-DDT B -BHC a —BHC

J )
5 Hg/kg Hg/kg Hg/kg Hg/kg
GC-ECD* 1.2 1.4 0.9 0.9
GC-ET-MS-SIM* 5.0 0.8 3.0 7.0
GC-NCI-MS-SIM 0.02 0. 04 0.01 0.02

M5, 1AT LA 458, TR BT eI AR 255 B I, J7VEGC-ECD 5 )52
GC-ET-MS—SIMAJ R ARAS HH FRAE [ — DM a2, 1 77 VAGC-NCI-MS—SIMIR) e ikt B
U4 T 20-3501% 2 1Al
5.6 B4
1 3& T HAAHERE T HE AP Eikg b & ik L7 IR 255 B 0, il
P57 FEGC-NCI-MS-SIM, X7 VEAE e, Jrdine . el h RS T AH B
BUAT 1 A AR J7 722 1IGC-ECD GC-BI-MS—STMAT #E KA 34
2y HINEBRN IR AN BRI . AHUA 2N, BRAAD
HEATIR B 041, A GC-EI-MS-SIMAEW A& 7 W /7 VA 2Kk, 1k kR & TR 77
X, B, feE R AL, BHEOTVE I SRS R, AR i
FAPRETAL BTV, FOARAS tH R BE S5 GO LA @ PR 2% (ECD. FPD. NPD)
(PRI R AR, HH BRI AR Ak ) — B 42
3v EAHTAENAE. A NSRS H IR R A 255k B, W] FHGC-NPDELZR (2 3 4% £ il
BT AL TR 7, GC-EI-MS—SIMSE YEAfILE .

4, HAAREIE G R YRR N2 00 A AR RE PR 25 B, ORI IR H PR R
JEE eI A AR 25K B AT (R SR, RSO DR B N )l s B bR 2 207 — 5 R B,
R A TTVE (GCMS. 4 (ails . WAE) InLLAAIE .

5+ R A A Sk PR MR 2R AR 25 1EAT 43 B 0TI, — IRl e AT AR
ARSCHRATT B S8 E B N RS =R W IR B R AR AT 0T, At
ATARATAT A AL B, T5SRAF 2 T ANEE I A0 45 R, e Bl oh H45. 20 T A8
R PR ARIATI S i B 2050 v D 120 U
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6. ASCRH—REBMEN, MALMCR LB E G, KB 2R &
H AR IRRAE B 1 v G B, T REAS 235 i 22Kk 1 H AR i ]

B A ATD0S T i R TR AR 25 B T ) 2 OV 0 23 BT AR ) S A ke
M, REEPOE. HEM. AR IS A KHEEE AN 1 4 2 o B T VR RS
e MRS FIRLEER GC-MS T5ikoSeA A SR HIALFA, & AN ) 1) F B ORI 4
TREBHREA, U RS T BB IR AE (ECD. FPD NPD) —FfH)HLR T
TP IR FEPER RIS, WOk T ARZBR B B 1 E e € B3 s GC-MS J7 ki H
R BT TAER SR, FFa AR B 2 S i ik ik s Bk, e T &
S AR 255 B AL AT I BT B . —, GC-MS BRMLEEARAE N 7 B AT AR T
R LR R AT, A H BT A R G A 1R R o B e AT T v
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6.1 21 HRAKME KR
Tab. 6. 1-The character of 27 pesticides
E Wrat | s R AR | HTR | cas P
7
1 | Methamidophos |  FJiifi _D:;;p_ﬂ C,HsNO,PS 141 | 10265-92-6 0, S——HIEAACHEBE R
-5
SCl (1 5 o
. . CoH;;CLI3NO5P 0,0-=43%E-0-(3,5, 6- =& —2-
2 | Chlorpyif o~ 349 2921-88-2 N o
opyifos | HALH /\g>p—0ml S ) T R R
5 — —
. 0, O-_HIHLS— (N-FIILEAH
Dimethoat % N8B0 1 caH,,NOSPS 229 60-51-5 e
rmethonte e g | CHRNOPS: BRI B AL
e 0, 0-—HIJE (B) -0-[1-FiJk-2-
Monocrotophos | AXHE | gehhg Py, | CHWNOP | 223 | 6923-22-4 LR I | 7 A T
S
J . o
. — ATk Q N 0 Q 0\/ ) _ 07 O_—AEFI%_O_I_ZIK%_Iy 2, 4_
Triazophos — R N\/_ 3/ \ﬁ’ CiHigN;OsPS | 313 | 24017-47-8 e
—
o]
. ‘ 1 0, 0-— 230~ (4-Fg3LHFIL)
Parath T o H P 291 -38-2 SR
arathion XTEJILHZ’E QD/%\/\gX CioH14sNOsPS 9 56-38 ARG
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0
u
Parathion-meth 0=N 0, 0-—HIRE-0- (4-HHFEARID
7 FEXT i CsHoNOsPS 263 298-00-0 e
yl FH L it U\ ?/0\ 8HL10INVs Tt A 1l 1 1
0P/
5 .
N I 0—FHFE-0— (4B - P R Bl L A
8 I boph G H P H;sNO4P 289 24353-61-5 s .
socarbophos K Mt )\%D/{l N CiiH16NO4PS ) B AC Bk i
0 0y
S 2 37:%72’ Z*ZEF'%XJYF“?E”E%
0 -66-
9 | Carbofuran | FIME m CrotisNOs 1 2211 1563602 1 g N st 4 0 R
N
o N 2 T AN AL EIE R
10 Fenobucarb fif Tk Ci2Hi7NO, 207 3766-81-2 T Ak S
I:i‘ :I]—[/ ~ B
0
i oL N
11 Isoprocarb SN C11HsNO; 193 2631-40-5 | 257 N FE ORI FH L I F IR TS
0 K 2 T ALV B A3 AR5
12|  Buprofezin IBE % <}N)L >=N % C16H23N;08 305 | 69327-60-0 | 23, 4, 5, 6-PUH-2H, 1, 3,
-5

5—IgE — & -4
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G o (B)~1- (2, 4- U ) 4, 4-—
13 | Diniconazole §75 e iz Cl{ ! CisHi-N;OCL | 326 | 60207-90-1 | MHH—2- (1, 2, 4-=m—1-3E)
] SR o g
’UN 1IR3
0 0 1- (4-FRAE D 1, 1- (1H-1, 2,
14 |  Triadimefon = i Cl‘(} f& C1:H,4CIN;0, 203 | 43121-43-3 | 4, ——M-1-3L) -3, 3 “HHT
() —0— il
N—N
CHN c1
TN cl 27 47 57 6¥ {:_1’ 3_%:
15| Chlorothalonil [ERG CsNLCly 266 1897-45-6 P—I]fL A=
Cc1 CH i
c1
o1 cl
16 a-BHC Y AVAVA =7 CsHyCl 288 319-84-6 1, 2, 3, 4, 5, 6= NG %8
VAVAVAS Caéu/‘cl ¢HeClg 75 it
Cl o1
17 y-BHC [ EVAVAVA ?@l CeHsCls 288 58-89-9 1, 2, 3, 4, 5, 6= /NHIM ki
cl c c1l
C1l
18 B-BHC SRV AVAVAY mﬁf CsHsClg 288 319-85-7 1, 2, 3, 4, 5, 6= NEI LT
cl
(ol cl o1
cl ol
Dy =7 Y= 2
19 8-BHC R AVAVAS ml CsH4Cls 288 319-86-8 | 1, 2, 3, 4, 5, 6= /NHIFCHE
Cl Cl c1
Cl C1
20| P, P-DDE P, P-DDE d<@ C14HCly 316 72-55-9 1, 1 CERES AL
Cl cl
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21| P, P-DDD P, P-DDD OXQ C14H10Cly 318 72-54-8 ..
L5t
C1 Cl
cl1cCl Cl 1, 1, 1 =82 MEAFH 2485
22 O, P-DDT 0, P-DDT /@/@ C14HoCl; 352 789-02-6 AHE
c1 & L5t
Ccl1C1Cl e PR,
’ ) B - \ ﬁ
23| P, P-DDT P, P-DDT C14HoCls 352 500003 | b1 A XJ(}%%Lzr:i) Z
st
Cl cl
| i o (RS)- a 3-S5 2, 2,
24 | Fenpropathion FA 45 25 R 0 -0 C»H»3NO 349 39515-41-8 v
PP o Mog S 3, 3D SR A R
#
. (RS) —a —&FFE-3-IK5 TR,
B b _ _
25 Fenvalerate T4 Wi @—k?o C,5H2,CINO; 419 51630-58-1 S-9— (4 GLUEHE) —3- L |
/N
BI’ r = b = e
Vi O (S) — a G H-3-J4 B H- (IR,
26 | Deltamethrin IRE ST 0 -0 C2H9Br:N>O;3 503 52918-63-5 | 3R) —3- (2, 2- —HHIEIRNLEIRIR
0= N fis
Cl ¢l .
Bet th —g.—%&/—/:% N @ 2, 2_:EFI%_3_ (2 , 2_:%5*713
27 ea-cﬁryilfr’leﬂne HiA ?ﬁ“% 0 -3 Ca,H19CILNO; 415 97955-44-7 | J) HNNBERIR- « AL (3-
H
0N

FEIL) W

W 1-8 B THNBEERZ, 9-11 B TR IREERE,

12-14 J& TANLEEAKZ,
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