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S EFREE E K AT B AT 5

—

m =2

AR SO R A PG 5 K bt FH 50U R S R 3R B AT T X oK
FbR. T3 ESURAGHE Ak P BB A . KA 58 E G40 T (1) Joe 2 0k 1Y ek
AT T 0 sE s 6 oK 498 1 G2 TR 1) ok B8 0 Fn RoK R vk bk B I s 2
B AT T e TERIE.

K A - DA RS R B A R AR o e R JE AT A 454k . GC-ECD
LRl T NS VAN S 5/ i VAN = s O/ NS o/ @ [ 77 e w0 R S L= T
FSAREE ST ik . %7 o SR A B B MG N 1 x 10 7% g, Kbk
CELFETT 2K BORMR . 38 1 AR H I 243734 0.001 mg - kg 0.0 004
mg - kg '\ 0.0002mg - kg . FAKFKRLL FH KR INKFE A 0.05 mg - kg 'L 0.10
mg - kg '\ 020 mg - kg ', PRGN 87 % ~ 97 %s T KAEKRI A
$ 0.0l mg - kg™ 0.10mg - kg 020mg - kg, TIEIKZE L 93 % ~ 113 %:;
F IR INKE 4 0.005 mg - kg 'y 0.05mg - kg ' 0.10 mg - kg ', AR K
94 % ~ 118 %.

15 Ko I BAME AT R0804 4 105.0 g - hm 1) 10 %%V BRI, P AER
b (R I 45 2% 0 GRS B E T KA PR 1 R SRR DRl 4.59 mg - kg ™' ~ 12.69
mg - kg s AELI3E ERSEAATTRE A 031 mg - kg ' ~2.08 mg - kg . EUESHERA
FORAEARFN T3 BRI, FF a2 — RN B J) % 07 SRS S 7E FoK A
PR AWK 4.5 d, fER3E R K0 8.9 do SUHAHS/E TR
PRAN 1338 B0 T 0 e AR 24

X FRHFFRL, FORAER R L3 b SR 4GS ) e &k W kAT Te . i 2
RIS R 2y, T ROk RPN R SR A eI ik B T R E e
(R KRR b KR B AR (0.05 mg - kg ™)), T RAERRR 33 1SS 3 g
T PR S AR AR o PO 1 P B 000 e 2 P T o o 1) R KRR e Kk B B 4
PERNE . nAT. BB

AR SCR T IEAH S OB (B i vk, SR A, DUIE Ol : DU = 99: 1(VIV)
B, X GC-ECD B s 24T 158 Bk, 453K W, GC-ECD WillyE
HA AR 5. KA GC-MS 5 FORAEAR 5k B e PEAfE, 45 RAEm] T 40
BRI AFAT o

TiA, AT WERIERISMRIE IR AT T8R0T WFRE S AMRiAf b,
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SE B BEAER, RN . AHAMRIRATE, fEiRZE RVEIE FI A AT LUR FH MRk
FETE . {ERZHR B i s o] DUR AR (E I Sy, i TR R 255% B
PhEAS I3 BTN, ORI AR DA v I e s A 2

FRPE LRI 5 5, R 255k, B F A SUE S R IR I, 22 10
%% U4 1 L P £ R IR G 5 K T R e 24 700 A R4y 52.5 ¢ - hm 2, itiZ
RELT ~ 2R, FRAPRER W 25 AT RG A>T 30 do 75007 R K SRR i 245 1)
B IHAT 7 d, BRI N RIS T ROKRE AT R Ak b 1 S5 A 1 s Kok B
&R 5mg - kg '

XA SE SR GC-ECD ok K25k
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STUDY ON THE RESIDUE ANALYSIS OF
CYPERMETHRIN IN MAIZE AND SOIL

ABSTRACT

In this paper the residue of cypermethrin in maize and soil samples from Jinan
city and Shenyang city were studied. The dynamic residue of cypermethrin in maize
plants and soil and the final residue of cypermethrin in maize seeds, maize plants and
soil were determined by GC-ECD. The quantitative confirmatory tests of cypermethrin
in soil were determined by NP-HPLC, and the qualitative confirmatory tests of cyper-
methrin in maize plants were processed by GC-MS.

The methods for determining cypermethrin in maize seeds, maize plants and soil
were established. The samples of maize seeds, maize plants and soil were extracted
with petroleum ether-acetone, distributed by petroleum ether and water solution of so-
dium chloride, and cleaned up with silica gel and then determined by GC-ECD. The
limit of detection was 1x10"% g, and the limits of quantification of maize seeds, maize
plants and soil were 0.001 mg - kg ', 0.0004 mg - kg "', 0.0002 mg - kg ' respec-
tively. In this paper the fortification levels of maize seeds(Including tender seeds) and
maize plants were 0.05 mg . kg " (maize plants 0.01 mg - kg '), 0.1 mg - kg " and 0.2
mg - kg "', and the results showed that the recovery ratio were 87 % ~ 97 % and 93 %
~ 113 % respectively. The fortification levels of soil were 0.005 mg - kg ™', 0.05 mg .
kg " and 0.1 mg - kg ', and the results showed that the recovery ratio were 94 % ~
118 %,

The two-year and two-place test results of high dosage 105.0 g . hm “(a.i.)
aqueous solution of 10 % cypermethrin EC applied in maize plants and soil indicated
that the original depositions in maize plants and soil were 4.59 mg - kg '~ 12.69 mg

. kg "and 0.31 mg - kg '~ 2.08 mg - kg ' respectively, and cypermethrin in maize
plants and soil degraded fast. The dynamic equations of cypermethrin were according
with Cy= Co e™. The longest half-lives of cypermethrin in maize plants and soil were
4.5 d and 8.9 d respectively. The results showed that cypermethrin is easy to be de-
graded in maize plants and soil.

The final residue of cypermethrin in maize seeds, maize plants and soil were de-

I
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termined by GC-ECD. The results showed that the final residue of cypermethrin in
maize seeds and the tender was under the MRL (0.05 mg - kg ™) in maize seeds what-
ever the high or the low dosage. The residue data showed that the MRL in maize seeds
established by China is scientific, feasible and reasonable.

The quantitative confirmatory tests were processed by NP-HPLC for cyperme-
thrin in soil with cyanogen bonded phase as the stationary phase and hexane and tet-
rahydrofuran with the volume proportion of 99:1(V/V) as the mobile phase. The results
showed that the data of cypermethrin determined by GC-ECD were veracious. The
qualitative confirmatory tests were processed by GC-MS for cypermethrin in maize
plants.

The effect to the result of cypermethrin between external and internal standard
method was studied. Compared with external standard method, the data determined by
internal standard method were more reliable, but the external standard method was
simpler, so the quantitative analysis could be performed by external standard method
on the condition of permitted error. For determination of pesticide residue, register test
for pesticide residue could be performed by external standard method, when analyses
of pesticide residue in food were performed for monitoring or enforcement purposes, it
was suggested that internal standard method should be chosen to enhance the accuracy.

According to the results of the residual dynamics of cypermethrin, and consider-
ing the effectiveness of pesticide, the toxicology and the effect to environment of cy-
permethrin, it is suggested that 10 % EC cypermethrin should be applied 52.5 g a.i. -
hm 2 for 1 ~ 2 times in maize, while the interval from applying to harvesting should be
more than 30 d for maize seeds and 7 d for tender seeds. It is suggested that the MRLs
of cypermethrin in dried maize straw and fodder and green maize feeds in China
should be 5 mg - kg ™.

KEY WORDS: Cypermethrin GC-ECD Maize Pesticide residue
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Vavay = =L —
T2 Al 5
SEHEHLA
1.1.1 EXER
WG AR SR A TR
YOI A FR: cypermethrin
LM ARR: ZEE . KA XHRE. FRIL
YL A4 FK: Arrivo, Ripcord, Cymbush, Cyperkill
2 FR: (R,S) -a-FFE-3- 2K 4 N FE(1RS)- I, J2 -3-(2,2- & Ldk)-2,2-—

LI P B R IR IR
A2 Sl R SO A B A A LI 1-1 AT 12,

aa®,

H-O0—CO
5

CH=CCLh

CHsz CHs

A 1-1 RAR B LA X
Fig.1-1 Chemical structure of cypermethrin

H CH, H R)-alcohol (15)-cis-acid Cl Ri-alcohol (15)-frans-acid
Cl
5
/C_C?%|
Cl H CH3 O

@ Q@

Sl-alcohol (1R)-cis-acid Sl-alcohol (1R)-frans-acid

CC co,‘/CN CHCO- o=N
e Q AL
s
A/ 1-2 ia%@aééﬂlﬁ)i#%%

Fig.1-2 Chemical structure of cypermethrin cis and trans isomers
7313 CooHisCLNOs;
Iy i 416.3;
CAS %id*5: 52315-07-8.
1974 42 [H % Z: Rothamsted 5 56 3 (1T 5 F) BLEFMLEliott 35 15 SG W R E) .
Hit 95 B —3% 24 7 Ciba-Geigy Ltd. 2556 J5 F kU2,

1.1.2 AR R#AZES



SRR TR A SR K S 5 B BT

AR HDE KB LI 3 BRI R BRE) 3 K.

ARFPEIRPIAAR . ML T SRS R R AR 2 o 3% ERFFHE ORYF ST LUy
N PG B G AR ) R R dGRL TERLR HGRIAE JLRSR. AL
A B 2 B S 4540 SCRT BLy AT LSO HGR) . ATBLBIERS IR 2 IR T
AL SRR HUAg R A SRR LR SR

LR R R A% HUOARE — SR S AR SRR AR B U4 # 1 2E 5 o A e
FEAERIRER A TEAT 20803 S WA L 00 1AL 2 SR IR 5 (R B Atk A e b R 11 g
G O o N 11| I S e NS 2 S T G B N 1N (5 =6 1 W S P (DNt 7
i PR A AR N S A R RERECEFRIEZE . oA AR RHSROR 22
S P TR S R

SRS MR O 5 TR (V15 F LA B U IR R, R S M) A B A AR 1) A
NN X7} IR S o IR LS IE S R S P i P [we 2 N [ B W B 28 AR N& 57 PR GV
Bt

1.1.3 IBLHERR

A AER IR 8 S ARG, E0FE 4 IR S Aa (AN 4 e 6 e i)
Mo gl ol JR 2 B (0 R RRER IR 44, J47 55 60 ~ 80 C,
P EnE 1.5 650, #[Edy 1.24, 2k 20 CHZYUE N 1.9x107 Pa, 44 80 C,
JRATH A BT 60 %o [ AU AR 40 Yol Ui 44

AEAEG. AFEE, 200 CLLUREE, S9MREEFI YA BUrh e, B
PEA TR By oA, AR IE A RO AERRE

HMEVE T K, 2EKTPEARZE 4 0.01 ~02mg - L™ (20 'C). BT LW, A,
AW, S Ol AbE. ZHIREFEYER, SRR ROk, LR
S TSR T 450 g - L7120 TP

SPBCEREL: 6.6 0205 WRFHFREL: 100 000.

1.1.4 %, EEMMFIREYTTE

SRR G R R R b sl PR B AP, BRI AR . R R K TRz fil
SOIRBRAR. BB RIE. IR AMESEE. (A, gk, A nTRE
SEIT. HAHERAA AR EA R W, KARBAS FE0EO. K
X, B, VS, MR, MEAT . BREEER.

JE 2550 KR A PEZ 1 LDs 251 ~ 4 123 mg - kg ™', S m ML LDso>2 400
mg - kg, RREZTEZ K LDso 1 600 mg - kg ™', 6K R 2 TEA/EHFIE AR 7.5
mg - kg - d e SRS K BRI R, AR ) e R B
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VIR S IS BUR AN BRAAE o 3FAEH B VFER AR (ADD 4 0.05 mg - kg
Tod,

NG EE, APEZLIOLDsy>2 000 mg - kg o WA KA A YR, Kt
WLEfn At 5T A6kt RIS MRTL, <1 pg - mL o WHE, K&
i 0] i 2,

AR I L REfR: 7E 38 BFr AP SE. FESEI AT, &R
SBRTERD JTORG L b b B ARG b B AR, e NS BRI E R
e, EEAKMNT, ERANEETE LR (T A4 d3 8 . #EsL
=5 THET RO R3 b, HTo0h 2.5 . ERAEAM T, HEEAaEK.
SRR S, Tinh 8 ~ 16 do HHRASKMT, CES MYk
it o SR BRANEE T 7K XARZE Sy e ORI B ERTY et R /K IR T BEPEAN K

AFSERAE AT B AErP YERR VA KR 2218, {EpH 9 IKf#
B o 7R IpHE T, SHA AR E . /KT KT 50 do O
T 1, KT 100 do AHFFTIBYE K TSI 38 40 11N H0LRR H 2 B 1 80 A 1) o G i
BRI DR DR 2 K AR R LR ST AR FIRE A (W B B A= 4 T B S AR A
(T

AR BEE R AR N I A W (E SRR AR b, 1 dJSERR 40 %, 3 dJS
BB 12 %, 7 dJEEREE 0.5 %s WitiE/N MR b, WHNERAGTUREN 4 mg
kg 27 dJEBREE 02 mg - kg T, AEMGRIO/NE LRIIIR AU R 7RSS
EF S AR IRAT T AL AS I 45 5
1.1.5 {ERYF R RALE

FUTCH R A RS TR, BB, g B AR D Ay AR R,
Hr=tE AR, mRAT FEME L TR, WrrsliiEma RE ANy E
AL S R AR T AET

HA MG SAEH, 6 R dog op A R~ EH, o Bfe SRR 24
Mo 253008, A RIEFMEHEVER, EFMEHNEY 24, 2.

Al xXEEHE. HEME. WA, BWE. PEE. BEE. SHHE
HEZ AN FERAR, MRAE AR . FHidiia A i 2y cr-E
PEf S BOR R A, A S B P,

1.1.6 HIEHZE

S R 1) 5 ) 25 TR AT 4 B oG T N I A TR D B -
M 2 T I S-SRV, b JE DA G- B 3 s 0 R A8, A kA 27 (1 2 505



5 I A BOK e B (R AR e T I

by S,
%‘J%ﬁf‘}i‘* TR A E AR A B A A AE R RN
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CI/C C CI+HC© @ N NaCN&» O—CH@ @
CH3 CH3 CH3 CH3
F&k= TR o SRR TR AR AR IR R s A S SR TR
CI\C:C—é:fOH socl N i
cr \/ * 24>C|/C:c\7/C7CI + SO, + HCI
CH3" CHj CHy CHg
N
o OO ea “C@ @ o HH@ @
CH3 CH3 CH3 CH3
#&EFEZ RSB SN o A ) B 1 AR TR
cl ? o)
Cl/\c:c—/ngH + NaCO3 —» ;ECC/CONa
CHy" CHs CHy CHs
N
o c\ —ONa + Br— HC@ @ PTC |/ —c—c HH@ \@ b
CH3™ CHg CH CH

&7k :%%Eﬁ%%%*ﬁ&ﬁ%ﬁ%%ﬁ&@%y% AR o

o ¢
CH—SO3Na
+ NaHSO3 ———>
CI\C C—— (u, Cl NaSO CH NaCNHOM Kt
_ + aSOz3— &
e S G RS [os
CH3" CHg CH3 CH3

1.1.7 EAFE., Bi2ERREERE

Rl vy | I N X (A o7 | N T v el i AR G A E

F IR R 4R 10 %I, KA 10 %FLil, DM 10 %3l FE L
10 %FLal CE iR 4lE 100g - LD,

TR e e A B AR LA, T RIS AN AR AR, FUALPERE R IF, iR
W AE AR M 2 4Rl B,

SEL L LDso A FIA [RGB ZE 7, M1 734 mg kg 144000 mg - kg LA

J:Tﬁuo 2t 7 LDso>>2 000 mg - kg 8% 3 000 mg - kg '

LHEE 10 %Il CETRE R e EREAE i, mﬂ%‘ﬁy PD 49-87.
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KAR 10 %A O ERA. MR sk B3R ELEID, $id'5 4 PD
10-85.,

MARE 10 %ILMCOAERE R 3. B FIRIEALE I, BidS A PD
14-86, fEMIHE . % F3RImIN D, 054 LS 84005,

e YL 10 %FU A TR EARAE R FIRIG I 8d, B0 5 LS 860191,

300 g - L U IR AR VR PR AR B ROK BRI N B D, Bl b LS
20021995

200 g - L~ G4 sk v BRI AE 3R oK B3R S0, Bl LS
20060033

AR T IOk, Mide. B3, B, . J5. Ke. 107251k
W, BHiAEOKEE ., R . MRarB i, dp e, SR . BNV HL AR TR ik
FME, FRBHL WA KGO L e AR A WA, R
U N AR A U AR AT AT 2, BRSO — M 7d ~ 14 do il T SES IR
SR, RILEE L E R (iR, eI R

Bive DA A, EAMHIL, 765 RS E A S P AT mi s b 3. = P H
AR PERR A, AERIARI . TS SR B3 3R T B B A R W . PR
I, W, R, SRk,
1.1.8 FRERIFMEE

S, AR e IR 73 8 5 4 B % R O FF I F 70 B o I
RN AT S S — s R — 7 P T3 o o TR i 26— [ 1)
AR SR AR TSR S SRR, I R 2R T S
BT AT B, 227 2 (R 25 BT TR, & 253 B P 2 — Fh A 48
B SN B A R SRR MRS, ATERRE
RIS VAR AN R TRRE, IVRTRAPE By SRBE R (Y
FOREER 2, T AR 255 B . R 2R R 25 R R I PRI,
R . RS A2 A B AL (R, BEZEIN 2. FRHI4
PR 0, S BUEW], R TRAED L, 10 % ~ 20 %K 25
ERIR L, JEAR 80 % ~ 90 Yl Ak Z5EA T 13, A, BUBEIR TR, RIED
T LI R 55 DR R AR, K, K. R R
SRR S FTEER FUR I . W A TR B 25, BT R 2, &
P, L ORI A 2% B i e B (OB, S BOR 250 o
RUSRES 5. R ZESRFATE— 52 S PO AR 20, R VRHG, BRRRSE T
A, XN S A B BURTT IR, B R KR A i 4 26
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Al R R R A0 T I R ROV ERNYE (GAP) , A= R I & il &
21, AIZEERABERRAEFERTE T SRR R 2R B T &K
BRPE A (MRLs) SUAlRETERL T AR 255k 75 . R BT E AR 2530 3 AN E
TR i AR 24 5 2 A E D) B L5 G s VEPIAE R 75 Ge A rhont 4R 24 (1R IR
WIS RN E . RO NIRRT . SrkL, g KRR
SR NIG LV IIRES, BTN ARG R 25 e A e, R 2y
ERNEN . MRS, TR AR A2 BIAR 2 1, R Ss RE I AATTIR B A
flRe, g FAGT RN fEE .

APLEAR L NI R IGfEH n&, B Ogtt A|E . AR H T
ANV, SOFEREETT LIy i) 1 AR B PG BIfR e, BEZ TR )2 6 i B2 S IR AR
BE22 . T A0 & i 52 2 A I AT, B DR Al 4 S/ 5 T AR 20 21
(FAO/WHO) Ht[RlHilE T b & dhik sibrdfe, B bR ik s 255 B 2 i o
(CCPR) TR 255k BRI B B 1, T AR 25 8 KR P IR & s FAO/WHOZR 255K
B LRI (OMPR) o R 255k B I XURG PEAG . — 28 RIAE 5K, AR
LW TTHIE . AT R AT AR TR EIT RS, 5. BT
RlF A A s SR RS B AN il A 2475 Y 55 . FRIE A 245 5% 7Y A 2
TAESAT 28820y TUME, BRI SE Ut ak R alie At , e AR 2940 FH ) R A
P ERAVERLIE ;s AR 67 D AR 205 KBk Y BRE FR bm vt s I KRR M B A 0 A
BRI TR OB S AR 205k B A I . AR A, TR BRI, &
2 H 100 1L Bl A B AR 24 LAY 6 IR 1975 G DL R ) N R FIAE S R L
ANRFEM . FEAR ZGFR AT TTNIE, A 245k BR 70 B A 4500 A5 WU it o R A« 2 Bk P
AT EERE BT RARWASITOFECL TN A: — R RAERHA Fidik
5o 3K J7 TR AT LAY Ay B RS R B B AR, B B A 2y
R G CSAL LR L5k B S SR i &k R wekl,  F e R 24 d oKk 7 R
ARG EA AR . SRR oK B Rk B b — IR N . R R
BB M o IX— 7 T B A VA AR A . B RIS (195 G K i e B
TETE MR AR o P20 B b AR 25 B QBT B AE SINRE f h rh A 2 Bk R
A HER AT e, DU AR 2 A B, By AR AR i el

1.2 [UEHEERIVRIN. =4, D5, IR RS E R ER
1.2.1 RIMRUTEIE E
PSR € T PDA oz I 58 2R A 1) S o 2 28 R IBOBOE1 F ILIA 1-3



77 Sy RHORERE A AR S
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A 1-3 AAUH B 69 8 SRR A
Fig.1-3 UV spectrum of cypermethrin
m FRI5E A MIRATUEE S H A 5 T 45 ) AU ER 3 R SRAL & W R R AL

W HTRFAHEEE ) TP RSH —NRKRIILHA R, BIHRIR (45 254 nm)
e KIS A= T 218 (274 nm) .

1.2.2 =4iEE

FUE BRI =4 B LA 1-4.

=Y A

HEEIE, =4k

DLL A AE B

ll

o
L
h

B 1-4 RAF B0 = 4L B
Fig.1-4 3D graphs of cypermethrin
TR AR I 2 BB B R IR I o A B A I s A i
Ao Hras AT WA AT DU K HEA T G 1 414, 49 321 DU R) - -0 Bk AR AR I =

Wl (A% 3D KD, MR AT AUE TES 1 s d] oy 70 B 1
ST WA Y R Ah-m] IO, T T S SOG R R

RIS B — iR 8 (2D (e
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Fig.1-5 IR spectra of cypermethrin

fiEhT: FE 1-5 AT 0L: 3 058 e BT A IR A A C-HIF RS (W), 2956
e BTN I IR SEIR S (W), 1 736 em™ LM 4EIRS) (S),
1 587 e BB 4IRS (MD, 1 486 cm™ BTl KRB (1) B S 45 4R 5
(S), 1250 cm™ HC-O-CHIMZEHRS (S), 1210 el C-O-C &5 H9 fRIAES /Mﬁlﬂé”fﬁ

PR (MDD,

SRR R BRI LR, C-HAE fhdRzh &A%, 807 cm™,

750 cm™, 699 cm™, 688 cm A ZEFAAEARC-HES RS . 1A B C-HZS 3R E) .

1.2. 4 ¥ RS

H

Ex

]

AL

SUE SIS 'H-NMRF1 C-NMR i & 43 51 LI 1-6 R 1-7.,

|

!

T T T T T T T T T T T T
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Fig.1-6 "H-NMR spectra of cypermethrin
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L L L l|||lml_11

T T T T T T T T T T T
170 1as 150 155 150 145 140 135 1=0 1=5 1=0 Prm

L IIJI b

B 1-7 A& HA 8 C-NMR#H
Fig.1-7 *C-NMR spectra of cypermethrin
filtbr: WAL S 205 F18 29 A AIIAC N ikt . § 169 kS s 49 e
[RIREE R K06, 8 158 2 C=CCl KE 15 SR RB IR BR U, & 120-140 R KE ] E
[RIRRIRIUEE, 8 117 Ay 5 PRI REAH QB IR B SUBEE b [P B R0, 8 116 Atk BRI
U, 8 62 5Bk m A IS BRI, & 33 A E et SUEHEAH & 1 PR bt J
IR0, 8 20 g PR EAR B ik 1) 0

1.2.5 JRIZE
HEHBE &S P (ED Bl A LR & 459 LK 1-8 FE 1-9.

i}

RI%

152 e

1ns 167
I [ ‘ ‘ ‘ H
T T O T
]d..l T m/Z T T ' T 4{”

A 1-8 RAUH B 49 7 1% B (ED)
Fig.1-8 Full scan EI mass spectrum of cypermethrin
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D, Ny

miz=q91 __N m/z=39
o N / i m/z=115 o
o (o]
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O
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m/z=152 ss m/z=93 m/z=1%8
l cl i m/z= l
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m/z O]\f i:
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B 19 RAH BRI i o AT RS TR 7 A i 42
Fig.1-9 The degradation products and pathways of cypermethrin by MS
1P 1-8 mf WL SHH MG 3L 06 miz 163, Fif ol miz 91.m/z 181.m/z 77,

m/z 127, m/z 165, m/z 51 [F)JUAN BTV R AR s S AR B i o b ool (] PR 2R
SR RT LIS, SRR 731 S5 MR 5 BR T e ) (1) Bl S LU 2 2 IR 2R
SUBUSIE I TR (& b S A ISR miz 77 miz 91 2 ANE TR I, I HAX 2 A
(AT B8 BE AT BT USSR R ) 25 R TR R = DU, ARG i B HE R 58 AT
BT HE R G miz 181, AN SRR 50 %, XAE PR &H 2 ANAIE,
VLI 2 AN IRIR 2 T8 1R Bk BRI 1 2 LR ) W 4 1 o L1 —F2 12,
ATUBFACR A B W5 35107 2R A5 I S A 1R s 18 h e R Iy 1 B 1
e, A 5 [ [ bR UES AR ST S ) NIST ods e ip i e Ry 8 7
I, XL SR AR TAERE AR (70 eV) B ML 5 P AR GE, kg
S
1.3 SEFEZRB AT RHR
1.3.1 ATALIEH AR

RZTIR B A AR AR 2GR B A (O . SRS R 1 T AL B R,
SCERT CAIR Z4E . B0 B N EL AL GE ) 572 A2 932 S BU VOB 70 BiC A< 8
WG RN . —BOPBONIRIGHE VLR, Wrphik. TR 454
WG, Arimlg, CREE PSRRI, ARGk e 0% Bk -, fEikak
AL RN ETAT AN, RS IR A R, AR 22 HGE R AR AR SR X Ry
RO, BEE S HTEARMEEL, TR I T LB AT B . R s S
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RFEEAR(SFE) BIAHZERE AR (SPE). [IAHMMA IR (SPME). 3 )5t [#] #H
O3B (MSPD). B 1A #5018 S S A TG 1) JHL e i A B s AR G A fin sk v
FIZEEL (ASE) T B AHL (MAE) WEH4E . Bidhde. BkEIE (Ol 6
HEFH (A 3 250 R . 1997 4, Ogawa Masahiko, Sakai Tohru, Ohkuma Kazuyuki %5
LLREIGBIE (1 (GPC) DA RTALBEEA, AR 8 Tk £ AE0 (GC-MS-STM)
SERAEY)E 95 P 253047 T Bt ', 2002 4F, EPH. B AR E A
RERUARAEAR R W 0B B R IEAT T 258021, 2002 4, Barrionuevo W R,
Lancas F M BAJA[ZK FR4BL S5 HL 355 R 2R AR 245 R A0 VA L, [T A A B, [ AH Ak 4 Y
D7 VET T EEFgE 2. 2003 4F, Beltran J, Deruga A, Pitarch E45 [ [ AH 4%
REEURV B A 0Bk e 2 W 2 % s AT 7 0521, 2003 4, Barrek Sami,
Paisse Olivier, Grenier-loustalot Marie-Florence®% DL 2% [AIHEBH €0 11 45 A A 1 Ab B4
AR, SRHAABIAHE (GC-MS) MG I VE (LC-MS) WllsE T Aol vh 2 Fhofk
iM% Y. 2005 4F, W r o SR FHAB I S A A BB A T /N 138 Rk
P e 2 R R A PR AT G U U TR e R g s S iy A T e AR S AE ST 56 3%

1.3.2 MR

[ P A G A R AR R IR 2 . B . BT TR BN AR 255k B A
Wiz, AR 22 B 5 AR S gk 1R AR 24 5 B AT U A n s AR 24 5 B B I A%, P
I ARG =T A« BB« B4 AUk 55 TS 6 FH AR LR A
AR 5 R IS D BOR S o X AR Y FH R R i TR I A (1 e 1
73 ARSI 5 0 R 7 5 0 TR o AR S U R A U 7 A S A i (GO,
ORI A% (HPLC), GC-MS, LC-MS, S AH A% 5 B 5% (GC-MS-MS),
4 SR B AR 4T ARG (ATR-FTIR), B4 XUk (CZE), Witk
a3 H R PIGC. GC-MS. HPLCH X GCJ: H i 40U EU3 B A U 5 5t %2
(1) 5905, K248 FH L 13l RS0 2% (ECD ) . 2002 4, SEGER, )36 180 %% K FHGC-ECD
[l IR 7 3SR AL AU B . IR A IR R R S U A R 1 R B PR 2003
T, Bk, AR HGC-ECDATIN T #lF ROk BSURAaNE . U85 B 1 5% B
2004 4, ZEMg 05, A5RSE ACR T GC-ECDX 7% ki fl 38 1 1 50U 54 ik ik B7
BEAT THFFEH 2005 4F, i 7Je SERhy KR IR BT, A AT T AR FE 5 ik,
FIGC-ECDAM T b A3 b & s e i & . 2006 48, Biih oo, ¥k H
GC-ECDIA| R T #5828 L e, S A0l A s RS0 s sk B =12, 2006 45,
LIS AR FHGB/T 5009 145 A5 HUBEAZJE R IS A 245 # l—GC-NPDAIGB/T
5009 145 A HLEUHFUER S5 B AL 25K l—GC-ECDH (1) 7 VR 2 E I i L
BEALMRN SUF S R 1 5% B PR R B A AT T SRR T ki 2y, izl

11
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JEH 1 d, SRS AR, T LA S A S s, 2006 4, A A
N K HIGC-ECDX} V8 | () U 4 BR Sk B i sh AT TF9T,  SURUAG RRAE D T
FMITH 6.9d, BRI, Tk DERFGC-MS L4y B %5 1 SR 44 e (1
2 SRR, 2003 4F, Arrebola F J, Martinez Vidal J L, Mateu-Sanchez M25%H
GC-MS-MSH AR T HeE &b it 81 Rk 251, BT, SRS AN (i
Tk DA LR R

X T IO il 7k 0 A SRS R, A ORGSR R A vk P
1998 4, iR F IEAH iy A a2 A g, IS A Ul AT 0 S 35 1 ol 77
AT TR, 2000 4, FhSCEE, IR A IE A S o (v, BUE Gk, &
i, LMRCHR (100/0.4/0.4, VNN AGBIAHR S BRI A EAT 1 2 & it
5t%, 2002 4£, Ostroukhova O K, Zenkevich I G, Yuzikhin O S, Dolzhenko V I
R IEAH s A (i, DUIE Cbe- A TaNAH, 0 S S a1 A 1) 2 Fh
A2 1053 i SR HOEAT T AR, 2000 45, 75 KRR I AR 20Ok €6 1 V00 R 77
R B BRI R R EAT T 20 M2, 2003 48, (T HE25 DL TE A e 0RO €6 1 v 0t
S AT R SR A R I R R sh AT THER, 2003 4, FERESAK
F A s A ik, DA S -7K R imsliAl, Rl 1 23 b S 4 e 0 S 30 4 1
sk R Y, WA T N RIRFSE RS, 0T 2 R MR AU A R, R A
s TRy, FES R MR A REAF BRI 70 B, X0 T IF ST U A R I & A
R A ) 2B AEANA o T IEAH (R AR Sl i 25 A1 T X SRS BRI 4 Mz A4
FARTT CLEATAR B 1K) 23 B, WCR P VBR300 U R R A AR TEA T 20 BT iy, 22
SR FH IEAH v OB (1%

Ak, B Z AR U7 kA F T SRS R I GE o 2003 4, ARBIRAE K
ATR-FTIRX (32K 2 R 10 SR BREEAT 1otk o™l 2004 4£, 4
5 %ok A0 LKA AT R AR 2B B AT (RS AR T AP, 2005 48, Xk
A5 Y5308 Vit Jie €0 38 A 2 5% B A 00 v 1) B P EAT T 5 451°7). 2003 4, Borman P,
Boughtelower Bob, Cattanach Kaya®5X} F= VAT m A (i, B IlG S i,
BN UK B ARAEAR 2558 B AT IS R T T 6 B e e B iR ix e st =
ROEARS, A v TR 255 8 A B PodiR il 75 v, b2z, il
%, RIZSMTIESE. 2004 5, Park Eun-kee, Kim Jung-Huun, Gee Shirley J&°K
FRBRIR ek (ELISA) Rl 1A = 5 130k s gl 24 4% s>

FOKBER EENREAEY), T EWARMED, 2k “wele £ . i
ok, BEE SO, BRI AR RS, iR E AW . FOKAETK
R AR BRI A AR 54K, Wleg . BT, Wby DU L7, HAv
4 [ FOKFRE R T = A 2 3 A0, AR T KRN, AL s 3 A, I H
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A4 AR, SRR AL TR B A AR B SR IE UL, (HAR A= S fr _EAF
FEAREAT IS AP ORI oK TORFPR R 2 e a? Sk
Wi e 10 AR MY AR AR AR Jl g G 7 [ 2 T 28 i /A A T Ji R oK b S A T 1 2k
B O AT 3 R AR IR SRAT S DA B e A9 H

MNERABREE TR RAERTUE N, BRI FARARE S AR
E(RE, AR, X BE) nAEMMEARE, BEHEFIRTEE, HEA
AT EE (L) PrthE &, (GB2763-2005 AR KGR ARG REY 47
BHAETAREHETK LR AZRERER 0.05 mg . kg ™, ZELA%
ZERFRRERE (Codex) R RFRGHRAZEREY BT R, BAENNRK
WL EXE. DAFRTEREL T AELAGT, FRFBEET KL
ELNEREHEZATLREER. EXRFRE. EXMEAPLE LHRAREER
EHHGFARINE. EHRFRE —EEENRE V7%, EEAEKHEER
HRBHE. RELAFTEARABEELR LNAEFRAEN, HAKRGRERE
HETHNEAZREREJATRELLSRIE, AR ERRELLEHERLSEN
W€ 77 i F R
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F8 HiEREIRIT RS HFmEH &

AR 24375 B TR R 12 42 AR 2475 P o O o 00 5 0 2 sl i Ak 27k
B DN 5 ) B0 AN 5 SR 2 N AE G Y TR R At 2 F o B R B H ]
A B S SRR AR R B 6, 49 2 10k B Bt BEAT AR 7 3o AR 2
SRR 10 FH TR R IG BE VT (AR S B T A B B T A L BEMLHES AN Jay 42 1) 2 T B B
D R AT AR (R, R iy TR e A AR s B ek e v (1 32
TR SR T g, PR R 2, PR m s i, e bR ZE M IR 1 i
e WIBMHK, HEARE B NG LR 3 SEEA SN WEEAE BEHLHES
JRFR P ARFEBLE T A BRAE 1K b 8 EAR B A ), DLIRAS B )i
A i EA T 5 U AE 24T

2.1 S8 HEEAIE ERIGIZIT
2.1.1 KGR E). Ha

RIGAEE : 20034F ~ 20044F.

JiZgifal: 20034F: 1k 7TH21H, 29k 7H28H, 3% 8HS5H;
20044F: 1k TH27H, 2k 8H3H, 3k 8J110H .

WREGH £ SRR IR, SRR A

2.1.2 #R#AF KIE1EY

P2 10 %SRS BEFLIM (ZLRBI AR 58— R 2] £ 7).
By JOoKe Wl BRI 14 5, TR T S,

2.1.3 iR AH=*

2.1.3.1 HAEREZIT

I /NX A 56.84m? (9.8 m x 5.8 m), WEMLHEL: HEHFFIFG25 g -
hm 2, RS HEZI20 . 37K R (105.0 ¢ - hm 2, HRURDHMEZI 1K 21K
3RFNANIE L) AN X, B2 TR RR 7 d, S ACBE3 S, & H )7
Hey), # AR pELHEES, ARG wh L& 2-1.
2.1.3.2 A%

TR, S S A R S, 253350 L. hm 2. #5410 %HUR
S TE TR 2 R B REFRRE I BT ) 5 1R 315 Ll — 16 284 35 67 5t 25 2% - T 1

%

15
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R2-1 FASHERSRH HARAR DX ZHR

Tab.2-1 Arrangements of supervised residue trial of cypermethrin

20034 20044F
I I 111 I I 11
6 4 4 1 5 3
5 6 6 3 3 6
2 5 3 2 6 2
1 1 5 4 2 1
3 2 5 4 4
4 3 1 6 1 5

e 1 A 0K 2 EFEE (105.0g - hm ™) 10Kk 3 HEFRIE (525g - hm ™) 2K

4 FE (105.0 g - hm ) 20 5 HEEFRIE (525 g - hm 2) 31 6 HiflE (1050 g

- hm ) 3. P FESTE R RSN UG
2.1.3.3 SIR&KMH. HIERR

G R RS B R KB VT R X, DUZR ], ARSI 14 °C, AR
PEREIK I 650 mm ~ 700 mm. TIERAGIEL, pH 7.4, AR & 1.0 %,
NN

oy R N EB AL AR =7 W = e R N o R (7 RSP Y = o e S S T e
8.1 °C, 4 PIgR/KE 7243 mm. TIERAGYIE L, pH 7.4, AHUTE & 0.6 %.
— AR =AW

P A P 1 R /) DX AN TR S P A it 5 S s R R A TRl R AR 24

2.1.3. 4 FEfEzZARIE

FHOR R AR L R AR A I K2 (105.0 g - hm 7, AR,
ZUCKFE. B 3 IREE . TR ARS) S 25 )5 PERAE ARG 4 1/24 ds 1d. 3 d.
7d. 14d. 21d. 30d. 60 d.
2.1.3.5 RAKRBERN

2R 2 MAKCE, EFERIE 525¢ - hm 2, &A1& 105.0g . hm 2 (%
AL o AET KIS 2 Ik (2 UCRARRFGIACN 10 &) RAEFH 1K 78 KK
RIASF 2 Ik (2 UCRFEIRIRG IR 10 d) SRAE G T KRERL . AEARFN 358 e

2.2 HEHmBIRE
TERVRMZITT, St ERRIAEZS (IR R IX . 33825 1 o R X RS
2.2.1 FEXK. EXFRHER

16
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B AN ITT oK BRKERILL 5 SRR, AR ~ 38, D
XAE N AT 1 kgo

2.2.2 EXREHRHER

XA EEINX (PIRERR BL 5 5K RE, R AR 1 ~3 bk, HBH B 8T pli K 2
~3cm, BEPXFEERADST 1 kg

2.2.3 TIEHS

LRI 5 SUEHRE, F I EEERRED, RARRIEN 0~ 15 om, SN
FAAT 1 kg,

2.3 LISEMMAELE. INENIEE
2.3.1 HEHERBGES . B2

R IESEDY 330K T TRIRE S 47 20 A SR S o AR I 1) S B S o B i
BE/PIX 0.2 kg ~ 0.5 kgo FORKFRL T BORFES AT B &0, T HERE bl K B A B
TR EEZ8 M) o

R SIS AR RV IRAE-20 CUKAE T . AERRE S 2R SRR e . S
JERE A B 0K B AN B B AT AT i B, BIIAAS Xo 4. FERE bt
PARA SN2 B D BTIAREE

2.3.2 LN EHREEH

P AE iR A e, beania i, RRAEA GRIVARES MR 2R 255k
BT S = . HRIE S EERTRE S BT A AL D 3K

7]

2. 4 HE[R I 1T FOE GRiE i RY SK Tt

VAT Y M R P T X 6 8 v AP o 38 i 110 I Tt by 79 3t P v R R BRRR BB
NIAGTT, o IR S50 S A it 4 R A% 73 A7 S50 48
2.5 HitEmaYHl&
2.5.1 HEK. EXRITFRER

X FKFFRLT LR Gk, 75 TR A5y R ilifr-20 CokAgH
SIS A S B R R AT, TSI AR 0.2 kg i 2 BT i o
2.5.2 EREWRER

W FOKMEMRAC LB, 2 ~ 3 em WA 987E-20 CUKFEH . W€ F S Ao iR ST R

17



S IR AE LK K P (K5 B e W o

di, FRIESEDY IR IRIRE 0.2 kg 9 0T dh o
2.5.3 TiEMHMA

RS U0 S RE S MO PR, BT S N BT R AL, BRI TR 333
um ARAEGH, FEESEDU AR 0.2 kg, BN HTFE o
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B=E SEHEEEEK. TIELREBSNAENEIL

SEHEAE Z R TR AR B M T A VF 2 RIS, B B R Kk B
[ A4h BASTE8E, %A KRR £ oK 4 ESUR S BRI A 7 e . BRI,
BN TR TORAERE . 3 R SUE A BRI 5% B 20 b 7 vk AT R SE T
9, BN SRR EUR BT oK S I E AR BT V. AT SR GC-ECDX
TKKFRL. FORRERE . L3 A& AR B AT AT e o, AR PRIk E R 2
U5 ATt BN R A= E Y T RV = VA e 1/ 3/ VAN £/ 0 1 N w05 A2 R R £
HAL BRI 730 R T AR AT AN ] 5 B 5 0t G U A s ik B Bl e
[R5
3.1 #RIER%
3.1.1 UEEE. 7. &mrfER
3.1.1.1 (U E

ARSI : Varian CP -3800, P44 Ni-ECD, STAR 6.0(%i% Tk,

T ENL: RN RS R TR IR R R A HERESS(10 pl)

fariy
~J o

3.1.1. 2 IRKFIFA R
ToKBRIR N : T4, FAT650 ‘CHIKE4 hy BhYEF: Celite 545; A1 (60~
90 'C). WM. LR LER: srifrall, FATEZEM; &F: HPLCZ. S5 NEbriE
FEfh: 99.7 % (EZARMEDIEFTH LD s SALBIKIEIR: 2 %, VIV LG KEHE:
90 %, VIV: Aililk-NEIER: 50 %, VIV LR OHEE-AMERER: 3 % 5 Y%.
6%, VIV; K. 40180 um-250 pm. 150 um-180 pm. 125 um-180 pm, 4H+L
150 pm-180 pm+ 75 pm-150 pm; P HEEL: E£E™, PRZ, 180 pm-250 um.
FOARFFRE, FERR. HIERE A DRI SR
3. 1.2 REERSFRIMIE IR AYIESE
3.1.2.1 SEHEERILIEA EHA
3.1.2.1.1 $2H
FORHFRLARE I : BRI L7 (1) 20 AT FE i 10 g OR§Rf420.02 @) IS
60 mL (FEFE100 mL) A ylilk- N W, k2 hfa i E, 41 cmEW9EHR,
A I Sk v . 45 mL A il K- I RS2 3 R DRI IS, S TR
T BRECGHIA I 0 AT AE il 20 g CRER420.02 ), AR Al AR FREFIAR AR o
3.1.2.1.2 W AL
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S IR AE LK K P (K5 B e W o

T ARFFREFIAE R : KRB F T, IIA100 mL (FE#K150 mL) FAk
BRI, 50 mL Ak 2y 3k b we g, &5 i S A, #3530
mLx2{% (FERRS0 mLx200) FAlBEA I, & IF AR KPR/ SRR AR B A
A E 25 4250 mLs RERRE L 208RA M4 8 25 4250 mL, FH50 mLx3IK ZJiE /K i
WAL o 76 G 1 Z IS K A N sk 70 mL, F5 30 mLx3 kA ik 25 Y 2 i 7K v
W, BRI 2WIRGEFR LT . A I TBEAR I LKA R AAE (2 em/E) T,
30 CKIB RS 4EITT, T4 mLAT WK ARSI Ay ERE .

3 BRI R SE, IIN100 mLALENATR, FEINAS0 mLAT i
WA, 4 FH30 mLx20CH MIREAR L, & F AR . I 244830 Te /KB IR A AT
T, AE30 CKAE e AT+, F4 mLA ik 52 iy EFE.
3.1.2.1.3 HJEHTH1L

JEHTAE B 2 emEJCKIR RGN, ek gt (B B, HA
BTG, 4 mLA MRS R RE, H80 mL 4R Z.Bs-A1 Bk bk ue 2 A A,
FEPIFT30 mL, WA J550 mLyElii, We4ii T, F2 mL A ik e 25 sk 4218 Y
W, EHLIGE .

TERTACEE A, A 96 %0 B A b A A B g MR B R 2 T AT A (R 2
WA b PRAE IR ? RIS R B0 22702 IR BRI PR PR BN UE R ( LR SRR EE
B 2 WMPEAR N 202 IR B LA e T, A ) DU REIRARE . A SOt
XL R BT PRI IFST, 0B S 4 R i A B ) e B T 2%
3.1.2.2 WRMIFAYIERE
3.1.2.2.1 FERRALER T AR IE R

PL 125 um-180 wm fER A, 2% EHRGER 3 0l it AN [R) 07 20 AR BRI s A o 27
HaEH 2RSS, WRAE EHLIE . BT AR — Oy R AL, — 0 A kA, —
Py B ALEE, — 4 FH KA BE . 28 FORDE e I ik 46 f _EALI e, 8% b
fiff o AR RO VR A B IS, DA SN e 15 ) LR b 2 LR
3.1.2.2.2 FEMRIARHUAS ()3 5

B EFFRAE SR WIS, A3l i AR B A L 180 um-250 um. 150
um-180 pm. 125 um-180 pum, 4L 150 um-180 pm. 75 pm-150 um FEKEZHTAE (H
BN 8 @), TN LLIE R AR AR I REIR o
3.1.2.2.3 il HE ML £

LLEUE GBI 7KF-40.01 mg - kg IR KAFR ], Bit6g, 8¢, 10g
SPREE &, 30 L oAt B A S e P 1) A3
3.1. 2. 3 AR I FRFR A I £

LG A B IN/K T4 0.01 mg - kg M HTKAFR B, 25 3 %, 5 %, 6
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% LR LWE-A1 T 80 mLk Y, I Rdxf e de A @A Mk AR e -
LGS /KT 40,01 mg - kg I RFER R B, RS ittt 43 %,
WP AR 4379 70 mL, 80 mL, 100 mL, 3835 bLAfh e Wkt i (1 A4 F

3.1.3 AFRZE. IMRIEX KB H BN E RS20

PLEIERE R, R I RRYE: . AMRRYEST U4 TR e B i s 49 53l R
M W FRIZERSMNRTE, B3 AR AR CorHT N A R 2% R A 1TAE
LR F NI 2T NGB CHRWIAER 73 b TAE N 520 X UE S AR FE R (0.05
ng - mL D) RIS INEE AT E, BT A BUSRERIRE S AMRIE . A bR
FHERESIK, VPR BT A M PRUEIM 25 (RSD). Horp YAk LIRS 24 i
NNARY, B ERARFEAE 40.055 pg - mL s
3.1. 4 SHEEBITRERG

HE T P B AN A A 2 A, BRI e A B R B R T, A
PCRE T A B )T, RN e T U 5 T ) S O I 1), A R 0 e T £ P
I TR P HH U . JRIRUIAAAE DR TR BT . SRICAZMRIERE . 1 min J5 2001
(177 REFE . AT TFLEI i I DG AL, ORIE SR IR AL o A e N il AT, $
SINT R . 1 min 5 IRETIF, @R

614 Varian CP 8510 (15 mx0.25 mm x0.25 um), [# %A : CP-Sil 5CB;

FEIR: 100 C(£4#F 1 min) 20 C/mig 280 “C(f44F 20 min);

FALEIRSE: 300 C;

2SR EE: 300 °C;

A meliR, K. 70 KPa;

HEAEIFE]: 1 min;

EFERE: 1 pL;

REGBE R A ] 25 12.5 min.

1E FIRETEAAEN, SFSTERIAFPI S ARG E 50 . TS5
Pisk f s DU A AR R R B, WA RO 23 e p AR o B P I el 42k, DAY
s iR

3.1.5 [BHERE/ MU 2 BN E RARE a0 T

FREN0.1004 gl F A BEARAE T-100 mLA R H, fymBEEss, RI1 000 pg
- mL GRS BRARRE . R RRE T /I R IR Ao il 2 T
VAN EILVEs i
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TE3.1AGAE T Wl SRS IR I B /DS H i, 0 AN [ 58 ot b U 4 TR S AR A
R E . FH AL 0.0025 pg - mL ', 0.005 pg - mL ™'\ 0.0075 ug - mL ' 0.01 pg
.mL™. 0.025pg - mL™', 0.05pg . mL™". 0.075 pug - mL ™", 0.10 pg - mL "5
TS TR AR AR VR S S0 R A 1D 2

3.2 ZFRE5Tie
3.2.1 FIAbIR S =M E

3.2.1.1 IRMIFIEIFELER
RACHRERE . ANA) T AL PR RE S . o 5 B - DA W B 1) 4 2 bR v £
e LK 3-1 ~ & 3-2.

n
» A V B
18
15
E | 1]
L
i § w
T i WW MMWRM%
T T t/mlﬁﬁ o [ ¢ bs 5o Ymin %5 I T3 !
0 Y
C | D
154
154
>
! E 0
£ w
|
§
14" L\‘N o \JL»\N\',_

Ts foo f2s

T . 17 T
" t/min” " t/min

A: Silica gel without treatment; B: Silica gel treated with acetone;
C: Silica gel treated with petroleum ether; D: Silica gel treated with redistilled water.
B 3-1 AfksibaAn &k o B B
Fig.3-1 Gas chromatogram of purified Silica gel
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L \MJ\T MWM&J%W

B hs

t/min
B3-2 T ERELTHAMEEN)BE
Fig.3-2 Gas chromatogram of Florisil

HI1& 3-1 AT 0L, R AR B A RSO B i 2% I 2 H 24 o0 i 52
BN, BB 3-1 FIE 3-2 AL, oK AR BEAE R R 1A ROR S AR A I 2 R
I, enT Lhade B A B0AE B (R R SR ARR 3 11 o 2 HL e H A A AT JE AT R B Ao ek
(R PR TT VR ] KPR AL B, eI S —GoKIM st 2 h 1:3.

FHFL 180 pm-250 pm. FHSL 150 pm-180 pm. ZH+L 150 pum-180 um. FH+FL 125
um-180 pm, 4A4L 75 pm-150 pm RIS I FRF R S il 2 2 LA 3-3,
M 3-3 AL, fH AL 150 um-180 pm FERIF AL RO el A mldess b, Has
o o P AR . WO FPRLAL 150 pm-180 pm fi /i .

PL6 gv 8 gv 10 g kM Ab [ KNP REAS AL i (5185 40 3 B WL IS] 3-4. A
3-4 AP0, RER IR D WHFACBOR AN, AT, TR & KT 8 g I A% i
W v AR AN, AT A DI A P T (7% 18, e FEREIR O 8 g.

ZE LRTid, RERGERHIFL 150 pm-180 um, AbFE 7 =CH —KiEME, ks
“YOKMRE AN 1:3, fERHEA 8 g.
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i0 A kK B
E E 0
L o Ll x
| sl AL 1, l
04 UVM ol Wﬁ\ M\L
ey iaVam
B Vimin o s 5 Umin‘m s
50 C . D
E ! E 0
L L

E/mV

5 o U5 !

t/min
A: 180 pm-250 um wide-pore; B: 150 pum-180 um wide-pore; C: 150 um-180 pwm narrow-pore;
D: 125 pm-180 pum wide-pore; E: 75 pum-150 um narrow-pore.
B 3-3 ARSI 2 8 R AMEES B R
Fig.3-3 Gas chromatogram of extracts from blank maize seeds cleaned up
by different pore and mesh Silica gel
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P A B

»

0

E ? E ) v

1 WM

0 ] F\J\J\_/L 1 'MM w%

-10

! b o T o T 5 10 5 T %

t/min t/min
40 C

3 T  hs o0 5
t/min

A: 6 g Silica gel; B: 8 g Silica gel; C: 10 g Silica gel.
B3-4 0.01 mg - kg " A AH B A DK KA 5 R R A EARRELR A AR it B B
Fig.3-4 Gas chromatogram of extracts from blank maize seeds fortified

with 0.01 mg - kg ' cypermethrin cleaned up by different dosage Silica gel

3.2.1.2 i RAYIEIFRLER

FRKPRL_E SR AR KT 0 0.01 mg - kg ™ LR ZBE S E40 504 3 %
5%~ 6 YA B ARDLIBOR Y, G B E L 3-5. i 3-5 nl L, 3 %RkDE
BRI R SRR R SE UE I ok, BEIN LR LR - BRI P LR LIRS
I, AR PERG R, BT RAE BOE i ORI, Wl 3-5. FEORIESE 4
VeI i T RTSE N RDEIBRI AR R T BE R/, DLIRE SR DRI B 55 2 2% i e Y 3 %
(1) 212 Z G- A7 I VA o

KM IR WS 3 %MVEHR, 22 5IEL 70 mL « 80 mL. 80 mL + 20 mL
WRPEIBDE I TAKPREASINEE dh - ANRIR UL AR UG I 18 TAF PRSI i 33 73
BRI 0.05 ug - mL S FSBRARAE (15 43 25 LI 3-6 ~ [ 3-7. f1 ] 3-6 HIAL,
WMPEBARG 70 mLIEy, ANRER SRR RR S eV Rk, AT 3 AE 2T A
80 mLIRVEIR B AR US4 1R 5 4 DE e K RVEARR ) 100 mLI, 3¢5 20 mL
PGS SE SR, RVAT 80 mL LUK SURUAIIE 4 T UE i B K. Mo i ARk
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F£ 80 mL.
g LRTIR, WUEBOEFE 3 % LR LBE-A ERA W, AR 80 mL.

0 " ‘

>
£
Ll l 0 l

t/min t/min

,; l
L b

25 50 s 00 25 !

t/min

A: 3 % ethyl acetate-petroleum ether;
B: 5 % ethyl acetate-petroleum ether; C: 10 % ethyl acetate-petroleum ether.
B 3-5 REAMH LR 0.01 mg . kg ' AAF BRI L ERAFLAAMEEN BB
Fig.3-5 Gas chromatogram of extracts from maize seeds fortified

with 0.01 mg - kg "' cypermethrin eluented with different proportions eluent solution

26



77 Sy RHORERE A AR S

1—\ ‘ - ;

\|
/ ,‘.«u*ml\H UH JML* / Wmm MLL

.: t/min -I I t/min

50

E/mV
E/mV

-2 T T T T T 1

| 75
t/min

A: 70 mL eluent solution; B: 80 mL eluent solution; C: The last 20 mL with eluent solution of 100 mL.
B 3-6 REIRARHMZERE 0.01 mg . kg 'AAF BRI 2 RFEAMEEN B R
Fig.3-6 Gas chromatogram of extracts from maize seeds fortified

with 0.01 mg . kg ' cypermethrin eluented with different volume eluent solution

.

E/mV

2.5

»J“M

2.5 5.0 Ts oo N2
t/min

A 3-7 AAF AR EE S BB

Fig.3-7 Gas chromatogram of standard solution of cypermethrin

3.2.2 AtRE. IMRENEEE
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FH AN TRI 22565 060 23 W N 3 9 39132 FE P B v R A b 20 S 2 B B A R L B9
INFE AT, I s We3-1, (il 25 25 1] DL I3-8 .
H1#3-1 0] 1, WARTEES IR RSDIA 22/, 50T N TAES R RA LR,
W PRI B S R . AESERR AT LA, AR RIE, Wik 255k R Bl
TR DM MR e . AEARZIRE AT, Lol b R 255k B Ak 5
VAR FRE, DA I NLER, R % .
% 3-1 WERvE. MRl e g R

Tab.3-1 The results of internal and external standard methods

SE T ITE SRV RSD / %
Quanutative Inject solutions BHARA SHARB B ABC
Analyst A Analyst B Analyst C
shimik 0.05 pg - mL AR 15.47 58.27 34.51
VAN

2545 0.05 pg - mL S S
P ) - 49 RE TR
0.05 ug - mL ARFEER 425 9.09 4.80

External Standard 13.33 21.54 14.90

P b e AN
Internal Standard 2L 8'05 H%- mL ‘ﬁ%%k% 5.21 8.50 6.75
i () 3B S R
754 1
2

5.0+

E/mV

2484

0.0

e G5 50 Ts oo 25 !
t /min
a: 1 cypermethrin; 2 deltamethrin.

A 3-8 AirEMEARA BN AAMEESHE
Fig.3-8 Gas chromatogram of determination of cypermethrin by Internal Standard Method

3.2.3 R WEMR/IMIME. RIKEHREMTERZER

3.2.3.1 S EHEMNRIMEENEREERELR
AU TR B R R 110 2 g, U AE AN [R5 5T PR A ke
T a3-1. 3-251K3-3,
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Sz Ay ey B AL ke B . -y mi <V, -2
FORFFRL AR AS HH R o (mg - kg )_szm2(10+5) (X3-1)
TR TR R P (mg kg ) = — TV (23:2)

Vaxmz(10+2)

mi xV1

V2xm2(20 +2)

IR R B (mg kg ) =

A
m;— /MR, 1x1077 g5
m,— FFfEE, g
Vi — FEARBHHE AR, 2 mL;
Vo— FEARVEFEAARL, 1 uL.
P A3-1. K3-2F003-3, SURABETE FORKFRL. AR, T3 B s RAT
W 43 590°40.001 mg - kg ™', 0.0 004 mg - kg '\ 0.0002 mg - kg .
3.2.3.2 S EHERAIFREM LR
AR HE L T FEAY = 1 92941378 X, r=0.9 906, I REATL:
Fa, BEMAKE0.01 R FLAtr,, (n-2) = 0.798, iZARUE -2 A% R B0L KT IR
FHE, RFAFRHE M ZAT MR LF . AR 24 IR S0 58 B bm o 1 26 L1349,

160000
140000
120000
100000

< 80000

60000
40000

20000

0 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 ]

0.0 25.0 50.0 75.0 100.0
m/pg

B3-9 A8 EESAT R AAH B AT £
Fig.3-9 The standard curve of cypermethrin by GC

3.3 IhNG

AT T JF I TRk . R 3 B ET AR B A0 A
(GC-ECD) ¥:l—&4r 51k
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DA YT E - DA VR I, A YRR - B T TR JE T A 1A Ay i A 3G
ARo XTERFFRL F TR, RHRFEDGELBR LRI R G842
WA IEFEA L 150 wm-180 pum, AbBET7 X H KR IGHVE: WBEBIERS %L
M2 L WE- A1 R, A 80 mL.

D OGS I, 1 min)G 4T T R EREROR, ORAIE SR 3R R 4B gk 7%
FEsk MR ), AR 7 A 4.

P AR IR 58 B SRV T 5, IR 2SRRI, ARAMRIEARXS R, 7
R ZE FU VI A AT LSRN e . EAR 25 B0 5% BRI b ] DU H Ak,
MTAEAR 29 5% B (R PR I8 TR, S8R FH P Amyds LB il s 45 SR 1R v s 2k
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FNE [ARWEAEKRIR . SERXRELZEBENE

TR T N R RIS 2 — . HArE E PO 23 4 0 Rk
kL, RN N. & A, EATEENES; B H TR
. BRI, 12y, R, Hpd ok (K 2—M A 2EE
IR E M. EAREERKABMNLREYSZREM . B, FTERRE, Lhh
Bl v FORME AT Uy £ 5, Sl AT RS R ), IX I AT IAMN G L L By e
R, B FROGR I Bk R SR A ek B RE A bR, S AR B R
K75 g% KB E L T ST, SRS NEAE TORFPRL L I e 405% B /=
AR F R BEAE TR 5% BRI Bt s MR Pk a2 ds, e S 5 e
7E 5K )5 BRASE FH A DU A ST AZ CMIF T N 2% o B KRR H 5 A R 1 ey
WHE OB, HFE KD EEWEAY, LERIXEEA TR B BT i34 A ) 3 2R
. ANTER B =B ST A A AT 5 VR PR AR P M KRR RN ROk B &R S
Wi 245k J = A T I o .

4.1 Ml 55%
4.1.1 UEERE
A 3.1.1.1,
4.1.2 RFIFAERK

fEf: HLSL 150 pm-180 pm, 3 % LML LBR-A7 BRI, AR 3.1.1.2.
4.1.3 SEBILRESY

7] 3.1.4,

4.1. 4 HEBXRE. FlE5EE
4.1.4.1 HRAREMH &

[[] 2.2 ~2.5,
4.1.4.2 ¥FETAIE

[A] 3.1.2.1,

4.1.5 ARnEIREE

s 1 R RE S 77 FORFE b REAT A A B N s, S IR 1% 0.05
mg - kg™'. 0.10mg - kg A1 020 mg - kg ' 3 NKF. FEANKFE S IKEHE.

4.1.6 &KEERE
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] 2.1.3.5,
4.2 ZFRE5VE
4.2.1 AANEYHRIE L5 R

TE R AFFRANT TR b U s B oo (BBt Ee 45 SRR W, s inzk~F- 24 0.05 mg
kg ' ~020mg . kg I, FITECE N 87 % ~ 97 %; RSDA 7.2 % ~ 19.0 %.
A 25080 2 W42 7 15 (R ARG BSOS 2 JE I RF B NTY /T 788-2004 A% 2445 B 1 46 1 U]
(BRI, BRI e 45 B 4-1, Aok, ZESHEEE. SAE T
Koy B BRI IIAE S« 28 E ROKKPRL . FORFFREAS INRE i il 70 2 B L ] 4-1 ~ ]
4-3,

& 4-1 FFSERE T ANRAIT K BTN [EDECR5 I € 45 3R

Tab.4-1 The recovery of cypermethrin in maize seeds and the tender

\ \ VS / AT / Imle /%
BeG RRbeRyg O Jue o HRACE RSD/
) Fortification mg-kg Recovery o
Matrix Sample ) ) — %
amount  Fortification level | n m v VvV X
FK KR 0.5 0.05 73 100 124 91 95 97 19.0
Maize 1.0 0.10 108 8 77 8 9 8 134
seeds 10 2.0 0.20 98 79 8 95 90 89 95
HFEXK 0.5 0.05 75 109 116 8 99 97 174
Tender 1.0 0.10 101 94 8 76 79 87 119
seeds 2.0 0.20 9 8 88 97 99 91 72
|
> 50 i
£
L
5 o s n s N 7 3 £l E]
t/min t/min
H4-1 zimBt A0 &% B A H4-2 25 H BeARAF A48 € g B B (25 pg)

Fig.4-1 Gas chromatogram of petroleum ether ~ Fig.4-2 Gas chromatogram of cypermethrin(25 pg)
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A / B
3l 7|
w w |||
Ll
AN I
nfhxﬁﬁ{ “&ﬂ«MwwﬁhJHq_.*,, f‘kf@ﬁklﬂ N
" K t/min s w K - ' t/min I
C | / D
18 >"
dll
L e
5. l Il
\
041 4] \“"\u Uwﬁ Nﬂ“"\m-w._a
13 Ty t/min 5 T Ts ! ¥ 17 . kT W

A: Blank tender seeds; B: Fortified with 0.05 mg - kg "' cypermethrin from the tender seeds;

C: Blank maize seeds; D: Fortified with 0.05 mg - kg "' cypermethrin from maize seeds.
B4-3 F 2R ERAARAAE LS BB

Fig.4-3 Gas chromatogram of extracts from the tender and maize seeds
4.2.2 REKBENELR

PRI 10 %5080 BRFL IR T TR ANICR I KK R b 1) 5 28 B
SE LR I WK 4-2 FIER 4-3, F FOKRFE . WORIH KRR S (i 70 2 LK 4-4.

FH A P RORF PR b SR S R i 5k B e a5 R T LUE L, Gk 24
F RIS R, 6T BRI Rk, S NG iR AR, el
0.0210 mg - kg ' HEFR LIRS (CAC) (B 5 SR X £ fhp &
MR R bR AE ARG AE) W E SRS R AR TOKFFRL b ) 5 R0k B R &
(MRL) % 0.05 mg .- kg ', (PR 2GR ERE G5 —85)) hai
Al H B VHEANE R 0.05mg - kg - d (1981, 1992 ffih) %, e E B E SR
FBEAE oK BB KR B IR 0.05 mg - kg ™, Wl 5E 45 R 6 W AUR A R R B B 1Y
TR E H B R B IR (0.05 mg - kg ™). R EHE A F S NEE oK F i
K% P B ARE A H . X EORFFRLAN TS Bk, b it 245 771) =8 R0 it 24 B80T o 4 4
(1), AHNZGAR BB A2 OO ERE ()53 M &7 T 25 RS, I 10 %5 e FL it /e 3k
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b5 Tk ERtizh ek 52.5 g - hm 2 CHRURSY), MEZ5RECH 1 ~2 Wk, it
2y R[] g HAAS D1 30 d
F4-2 AEHEFTERP LW BELREENESE R

Tab.4-2 The final residue of cypermethrin in the tender seeds

2455 5 HURE R b SRR /mg - kg Mean residue level
WA /g.hm™@ ai WA /d Jiti 242 % 231K
Trial site The dose of Interval of Applying twice Applying three times
applying sampling 2003 4F 2004 4F 2003 4F 2004 4E
535 21 <0.001 <0.001 <0.001 <0.001
GrEd 32 <0.001 <0.001 <0.001 <0.001
Jinan 105.0 21 <0.001 <0.001 <0.001 <0.001
32 <0.001 <0.001 <<0.001 <0.001
55 21 <<0.001 <0.001 <<0.001 <0.001
T 30 <<0.001 <0.001 <<0.001 <0.001
Shenyang 105.0 21 0.019 0.010 0.021 0.014
30 0.012 0.007 0.015 0.008

#A4-3 FAGHBRAE TORBER IR BRI R AR B SR

Tab.4-3 The final residue of cypermethrin in maize seeds of harvest

Jith 24 551 R TR] PR B / mg - kg ! Mean residue level
WEH AL /g hm?ai WA /d it 224K Jti231K
Trial site The dose of Interval of Applying twice Applying three times
applying sampling 2003 4F 2004 4 2003 4 2004 4
525 50 <<0.001 <<0.001 <<0.001 <0.001
e 62 <<0.001 <<0.001 <<0.001 <0.001
Jinan 105.0 50 <<0.001 <<0.001 <<0.001 <<0.001
62 <<0.001 <<0.001 <<0.001 <0.001
525 50 <<0.001 <<0.001 <<0.001 <<0.001
TR FH 60 <<0.001 <<0.001 <<0.001 <<0.001
Shenyang 105.0 50 0.009 0.007 0.011 0.010
60 0.005 0.003 0.005 0.004

34



77 Sy RHORERE A AR S

5 Tio

5 o s

T b b5 ! 5 o t/mi K
t/min min

A: Tender seeds sample; B: Maize seeds sample in harvest.
B 4-4 & 2RAPRY 2R A EES & B
Fig.4-4 Gas chromatogram of extracts from the tender sample and maize seeds sample in harvest

4.3 Ihg

ASEE W T PRI TORF PRI K U A R IR e 2 B e 10 %%
WAGEERLM (52,5 g - hm 2, HROLSY) W%, SHAHNELEH KRR AR R
() dic 245k B i)/ T 0.05 mg - kg ™ AT B £ VR SO 1 SRS TR O KT
R [ 5 KB B PR

HEUL 10 Y% S US4 TR L i 71 F 6 77 oK B i it 24 770 A A ARy 525 g -
hm 2, HEZ5EOR 1 ~2 %, a2 PE R R A>T 30 d.

P FE B s 1) S U R 7 oK LI B KR B R 0.05 mg - kg “RHE: L WIAT
EHL, RAT T I Ak P S R SR
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FHE SEREEERKEKRLRRESENE

FOKAAE o] FIES W aRE, A3 T W AEDRERD R W S R RS A T 2K ]
B, ATHRIEESZEULAE S M-, 1. 0z, H 02060 S -
ST R 1) B i s U RN U e e ok B s AT oAl e, DA ORME R 2 1 &
SR . NI T A R, MR S 8 Yt R, B LRR,
X K GC-ECD R v T Bkl o A5 K H 55 = 55 G (1% B 20 i g vaaoxst
PAAE R b R ORAERE b U 34 HE 10 5% B 2 2 AN e 24 0% B B 1 T 0 o
5.1 #HHY57%

51.1 UEE5EE

[A] 3.1.1.1,

5.1.2 RFIFARK

[f] 4.1.2,
5.1.3 SHEBILRERE
[[] 3.1.4.

5.1.4 HmBIXRE. H&5FTIE

5.1.4.1 HmHIFZEMNF&
[ 2.2 ~ 2.5,

5.1.4.2 ¥FATALIE
] 3.1.2.1.

5.1.5 RA0EYERIE

B KA AR S AT SR A BN I E DGR K, AR INIREE % 0.01 mg - kg
1. 0.10mg - kg 'F10.20 mg - kg '3 MKW BENRINKEE 5 REH.

5.1.6 FEMEHIRIE
[ 2.1.3.4,

5.1.7 m&KREERRE
[ 2.1.3.5,

5.2 ZER5VE
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5.2.1 iRxmnELIRIGE R

TR AR GUR S R I ISR S 45 R WL, R INZKT40.01 mg - kg T~
0.20 mg - kg "IN, MR K93 % ~ 117 %; RSD K54 % ~ 13.4 %. Lik%dh& ]
127 1% (TR P58 RS 28 B JA) 95 45 Ak 24 B0 v U Fry R O ootk b U 4
PG P n (R B 5 5 SR LR S-1, 2S5 EORE AR RERRIAS IRE it (5 1% 23 25 P 0L )
5-1.

+ 5-1 [FAERTEERMEE LI EMORR 45 3

Tab.5-1 The recovery of cypermethrin in maize plants

e WA/ Bl /% RSD/
B R g O pe ke R Y
. Fortification m*‘? & ) eoovety ’
Matrix Sample Fortification _
amount 1 I n m v VvV X
evel
KA RR 0.1 0.01 84 122 99 105 100 102 134
Maize 10 1 0.1 111 116 121 105 110 113 54
plants 2 0.2 109 79 98 87 94 93 12.1

E/mV
E/mV

L 1 LN tﬁmﬂ&{

A1 11N
:_] .1..“.1“* J 'L\ki]\’ﬂt iJH ‘ILUJE}JJ,IJ “‘."ﬂ-_n,._-h._“_ I,l (Wit “ l

t/min .
t/min

A: Blank maize plants; B: Fortified with 0.01 mg . kg "' cypermethrin.
B5-1 BRMEHRAAE LS BB

Fig.5-1 Gas chromatogram of extracts from maize plants
5.2.2 PEEHSRIEER
PRAEP BTG 10 %0044 1R FL R SR ARR LA (] 1] B 0TEDURE: 1) B B e
Bt Al S A LA 5-20 NG 45 SR 2R HURE 4 A0 B 5 70 W 443 1) SRS R AE B KR
R LRSS TTRE K T, BF B AIVL B F KA AR b 50505 1 B At 5 24 it 2 4l
L& 5-2 AT 5-3,
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+5-2 RAEHEAE AR LR B IEER

Tab.5-2 The dynamic residue of cypermethrin in maize plants

. L N 2003 4F 2004 4
TR 257 jing e TR T
) ) A = MR =4
i /g.hmai WA /d ) o FEf2E | % ) ol B/ %
Trial The dose of Interval of me - kg Rate of mg - kg Rate of
. . . Mean residual . Mean residual .
site applying sampling degradation degradation
level level
1724 4.5 874 — 5.0 956 —
1 32192 29.8 3.9 982 21.5
3 1.6 771 63.4 1.8 745 63.2
. 5
e 0.3 231 93.0 0.5 461 89.3
. 7 0.4 090 91.1 0.4 678 90.8
Jinan
14 0.0 716 98.4 0.0 734 98.6
21 0.0 675 98.5 0.0 957 98.1
30 0.0 006 99.9 0.0 008 99.9
105.0 60 <0.0 004 99.9 <0.0 004 99.9
1/24 11.2 635 _ 12.6 915 —
1 8.3372 26.1 7.7 655 38.8
3 6.5 704 41.7 4.1372 67.5
. 7 32163
TLRH 71.5 2.1 986 82.7
14 1.0 815 91.1 0.3 819 97.0
21 0.1 887 98.4 0.1 108 99.1
30 0.0 700 99.4 0.0 650 99.5
60 <0.0 004 99.9 <0.0 004 99.9
14
12 F
~. 10 F ——20034F
2 g | —— 20044
-
E
(&) 6 |
4
2 -
0 3 |F 1 . 1 1 1 1 1 1 .
0 10 20 30 40 50 60
t/d

B5-2 AAHE A B KRR EOERDSHE (Fd)

Fig.5-2 Degradation curves of cypermethrin in corn plants (Jinan)
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——20034F
- ——20044F
en
-
&
E
[&]
- 1 1 1 1 1 .
0 10 20 30 40 50 60

A s5-3 %L%L%ﬁsﬁmﬁﬁ%;;gr%%ﬁa&mi (ra)
Fig.5-3 Degradation curves of cypermethrin in corn plants (Shenyang)

e 5-2 Sl 4, KRk AR RGN 4.59 mg - kg T~ 12.69
mg - kg 2G5 14 dEKAERE b SUR A B AR IIA B T 90 %L b, B R
P AR AR b SR SR AR TR S 2 R, o ARG 18 7, il 23 A 0
FEAR A KRS . AR K AR B R K

RS2H RN, FRAWEAE FORAEAR LA B, PIEHLT o K1)
hi4.5 do GURBIIEAE TR T 3% B 3 &5 1l 227 4 7 F2C, = Co ek 20034,
SR SRR LIRS RS R Ci=4.5350e"77Y r=0.9452, Tin
=1.7d; kFH: C=109204e ', r=09829, Tip=4.5d. 20044, 54
BRI LB Eh ST FR G R N : Ci=4.4 191", r=0.9 830, Tip=2.3
d; YEFHNC=12.0215e""%°Y r=0.9889, Tin=3.7d. HiFzEiin%n, SEs
Bk S A 2 AR R BRI A, BB /KT 24 0.0 1 IRIAH 9% 2 0l LB M roo
(n-2) = 0.798, DA b 5 45 19 Hh T KA AR T U3 TR At sh 25 T DL A 22— G N 8l
IOy kY
5.2.3 RAKZBENEER

PHAE P H] 10 %0 SURAEIEFLIMR ,  AE TORAAR_E 10 fe 25k B Rl 45 2R
WA 5-3, TORAEARFE A (0570 B B LA 5-4.
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#R5-3 W F B AR LB 2R B B E 4R

Tab.5-3 The final residue of cypermethrin in maize plants

255 HURE 18] b5 AL R /mg - kg™ Mean residual level
REH AL /g . hm™2 ai WA /d i 24521 Jiti 2453 1%
Trial site The dose of Interval of Applying twice Applying three times
applying sampling 2003 4 2004 4 2003 4 2004 4
525 50 <0.0 004 <<0.0 004 0.0476 <0.0 004
i aEa] 62 0.0 023 <<0.0 004 <0.0004  <<0.0 004
Jinan 105.0 50 <0.0 004 <<0.0 004 <0.0004  <<0.0 004
62 <0.0 004 <<0.0 004 0.0013 <0.0 004
55 50 <0.0 004 <<0.0 004 <0.0004  <<0.0 004
A 60 <0.0 004 <<0.0 004 <0.0004  <<0.0 004
Shenyang 105.0 50 0.0 106 <<0.0 004 0.0211 <<0.0 004
60 0.0 078 <<0.0 004 0.0172 <<0.0 004
uj s |
\

.¥1 Kﬁﬁ%imlhmmhjﬁ_

T T,
. 117] 145
t/min

Bs5-4 2RERFEAAE LS BB
Fig.5-4 Gas chromatogram of extracts from maize plants sample

HIE 5-3 TN, PHEEPTHLIE ] 10 %%V BRFLI, fn—IKtigy, BOKAERR
BBk B BB Y 0.0 476 mg - kg T, W B U SURUE TR OE FORAE PR 1K
AR, A2 Taiael . B ik i kg a5 RO D Bore bl Bl SOk
(HAE VPR ZZVE N, ] LAE3Z

] 5-4 FORBARAT i L S0 A0 B (0 06 15 P 4-2 b S B BR AR A (i I AN [
RGE B 4-2 Hh AU A B AE Hh O 20 AR e [ B SR R L AR SRR AR, T H
[ Jta 0 (1 T4 B L R D 22 B S A AR R A7 AE R I, St i R N B 5-4.
A SR U TR B P B N O ) o S U TR 22 P S R AR R B, n] UL S
A9 MR AR D B RO it 24 1) S 2 TR L s 255 B 05 (R b
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5.3 IhE5

ARFEWAG T A b R e A RO RR LR Bl . SRS T AR A e
FORAEAR LI BRI RERIT 00 FERE B SR IN 4G TR 8 4.59 mg - ke
1~ 12,69 mg - kg IG5 14 dERHIME AR EE R R ISIEE] T 90 %Ll L,
BRI . 20034F, SURAGEE/ERIVE B BRSNS TR N : C=4.5350e" 77,
r=09452, Tip=17d; B A: C=109204e """ r=0.9829, T;p=4.5d.
20044F, SURBBRIERPR LR msh & T BB RN : Ci=4.4 19171,
r=0.9830, Ti,=23d; WHKHC=12.0215e""*", r=0.9889, Ti»=3.7d.

AFERAAG T AR P ORI AR b SR A R I i AR i 10 % H AR L
M(52.5 g . hm?, GROLSY) W, TOKARR b SRR 1 i &0k B R AR
338 T G A T 11 e 24 8 A it 2 TR O R SRS T 1) e 28k B B /DN

232 ] B 2 P I 0 R RS FT RV T/ N ZERE AP R R . T
FEFFRIARLIMRLs Y 4 5 mg - kg 1), e B2, BB 2R BREE (1) 5 0,
2 FI R N BNy 52.5g - hm 2, 2 1 ~2 K. Bk EHE £ TR
FERIET I el v S S T P Jee Kk P PRl S mg - kg s
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FRE SEREEERALE LMRESENE

RAIE I EIAT R R Ryt o BEAR CRLEE AR KRR TR IR AR S5 |
PEREE . IR AR BT TP I AR O, T EAR 2R R RN S
O TR] AR A VPN AR 250 HEA AR S TR B i 1) — AN R bR . R 7E LI B
R B I AR FUR 9 EAT W BB AR —, REGFF A RS, XA
AR i B B T e ORGSR R AR R Mok 2y, HERD>, Hf
LA 98 b SRS IR T B AR ORI B B R IR, DA A S A B Ak A
AR T TR FE . SRR O TSRS e AE 58 BRI TUAA 10
fjiE, H oS0 sm 40 T R E S IR, B O TR AR 2558 ¥ /N X H
R AE i b SRR R AR B AT ST . B S-19 %o 398 v R 255k B3 20 BT 1Ak i 457 SK
GPC HiR, JRDAJE LI e s, T EH . AR RS =R BRI &
FEZHT IR AL B YL, GC-ECD A 77 v 9 4 P Hb 1= 338 G002 1 1) 5 i o 25
F 25k B B EAT I, WA i P S8 IR S FH () 1498 S5 3 s 110 B Ak P
TR
6.1 RIS A%

6.1.1 NF5RF

i) 3.1.1.1,

6.1.2 IKFNFA®

[l 4.1.2,
6.1.3 SHEBILIRERHE
[A] 3.1.4.

6.1.4 HERBIRE. HESaIAIE

6.1.4. 1 HERBIFEENSZ
[ 2.2 ~2.5,

6.1.4.2 FERRTAIE
[ 3.1.2.1,

6. 1.5 H0EYZIXEE

H2S (] B o AT S U TS (R N [FI R e o R I J3E ¥ 0.005 mg - kg ™'
0.05mg .- kg 'F10.10 mg - kg ' 3 MK FEMRINAKT 5 KER .
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6.1.6 PEREINSIRI
] 2.1.3.4,
6.1.7 REZKEERN
] 2.1.3.5,
6.2 ZER511ie
6.2. 1 FANEYHRIELE R

Tk g SRR RS I R 56 45 LR I, AR NJK 280,005 mg - kg T ~
0.10 mg - kg "I, A Z 494 % ~ 118 %: RSDH9.1 % ~ 11.8 %, X LLHdf % W]
V27 0% (R FEE ARG 2 R S8 745 A AR 2 BRI v U ey B O Tk b -8 R0
2 BRI EDGER E 45 R 6-1, 5 1 T Re iy T35 IR i 4 03% 45 25 Pl AL
Kl6-1.

#+ 6-1 RFSGBE L% BRI EIEGRR: 45 R (GC-ECD)
Tab.6-1 The recovery of cypermethrin in soil(GC-ECD)

T i B WA/ [l /%
b o WINE /g 1
Fedh FRMER /g ) . mgkg” Recovery RSD/
. Fortification
Matrix  Sample Fortification — %
amount I I III v \Y X
level
N 0.1 0.005 120 137 118 110 104 118 10.6
+ 4
Soil 20 1 0.05 96 83 111 105 &9 97 11.8
oi
2 0.1 101 100 80 92 97 94 9.1
| A | K/ B
>-' ‘ 50
: | :
TNFPN / Jli& l 0
] . H 25
II\H._,NM 3 II i 0041
1 t/min u . B ’ t/minlw K I

A: Blank soil; B: Fortified with 0.005 mg . kg "' cypermethrin.
Bo-1 LEAMMEEN B HE

Fig.6-1 Gas chromatogram of extracts from soil
6.2.2 FEEMTIRILER
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PHAF P Lt 10 o5 U5 R FL I i 5 A8 3 1 AN (] ') e SYTERORE Ay ke B et o
AR WK 6-2. 045 F 200 Bl R[] 5 3 M 45 2 S e 72 -3 B
B AR BN TTRE K T, WA P M K P 98 E SUaUs R e sh 25 i e 23 ) L I 6-2

FE 6-3.
#6-2 [EHIAETIE LRRBESIESER
Tab.6-2 The dynamic residue of cypermethrin in soil
X e R 2003 4F 2004 4F
Wi Wi HURE 1) - —
o R SR S . ST R .
Hh A /g - hm?, a.. fE) /d ) Lol FEARZR | % ) ol FEfR 2R | %
Trial The dose of Interval of g - X6 Rate of g - X8 Rate of
. . ; Mean resid- . Mean resid- .
site applying sampling degradation degradation
ual level ual level
1/24 0.3 140 — 0.4 157 —
1 0.3 198 — 0.3 896 7.2
3 0.2 470 21.3 0.2 578 38.0
. 5
R 0.1 440 54.1 0.2 466 40.7
. 7 0.0 276 91.2 0.0 374 91.0
Jinan
14 0.0 188 94.0 0.0 206 95.0
21 0.0 072 97.7 0.0 086 97.9
30 0.0 058 98.2 0.0 095 97.7
105.0 60 0.0013 99.6 0.0 009 99.8
124 2.0 831 — 0.8 338 —
1 2.2 445 — 0.9 055 —
‘ 3 1.8 270 12. . 1
S 5 0.5 376 36
Shen 7 1.6 405 212 0.3 682 56.6
14 0.9 629 53.8 0.0 705 91.6
yang
21 0.4 067 80.8 <0.0 002 99.9
30 0.0 606 97.1 <0.0 002 99.9
60 <0.0 002 99.9 <0.0 002 99.9
2.5
2 -
- —— 20034F
Ao.do 1.5 | —— 20044F
on
E 1t
o
0.5 &
0 M I . l. 1 . 1 1 1 1 1 1 .
0 10 20 30 40 50 60

t/d
B 6-2 A AH B /£ LK by M3 A& vh & G )

Fig.6-2 Degradation curves of cypermethrin in soil ( Jinan )
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——20034F

—l—20044F
O 1 1 1 4 I Il | 1 .
0 10 20 30 40 50 60

t/d
B6-3 AAFBE A LI a2 & w2 (ALfA)
Fig.6-3 Degradation curves of cypermethrin in soil ( Shenyang )

HI6- 28 nl 40, 3% E SRR I A TR 50.31 mg - kg '~ 2.08 mg
kg o HEZYJE 14 dtHE RAURAHER AR SR OCHEIL R T 90 %L I, A — A EE
S, B . P g B SRR R Ab DT AR AT s 22, R R R KA
B, Sy FH AL RS 8 22 P

RO-2IRI 25 AR, 7RI A N, SURUS IR 7E 118 b1 Js A iR = ARG
SR AR AE 3 LB SR, Tinte K o88.9 do 20034, S AdMEE 1
BRSNS TR R N C=0.3499 "%, r=0.9242, T;p=3.0d; VLM
H: C=2.9299 ' %Y r=09899, Tin=89d. 20044, AN/ T35 1
B AR SN TTREGE R R : Ce=0.4 606 €*2°°'Y, r=0.9 308, Tip=2.9 d; W HC=0.8
300 €'Y, r=0.9906, Tin=6.1d. HARREIK LM, WEAKT H0.011
FR BB FE AT, (n-2)=0.798, P4F Pyl 3% b SO0 R I 3h A T7 AR R 1
R

8¢ ik S A X0 1 45 RAT 3A S W e, A 240 0 3% B SR IR ) SR BRI
PG T dEORERY 3R i ESURBE IR & i, IR LU S A, 22K
SR, I 58 24 J5 M T P BRI, R dJE /KM, SR A R4, T AR,
S BT B IR B
6.2.3 REAKBEENELER

PP ] 10 Y%oSe A IEFLIN i » 78 ROK 358 B () e 28k B B 4
WA 6-3, LIS O ) 2 1K LK 6-4.
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#6-3 AESHMEL R EHRLREBNESLR

Tab.6-3 The final residue of cypermethrin in soil

it 24 715 HURF 8] B

PR BIE /mg - kg Mean residual level

WA /g . hm % ai W /d i 221k Jiti 253K
Trial site The dose of Interval of Applying twice Applying three times
applying sampling 2003 4= 2004 4 2003 4 2004 4
575 50 0.0 122 <0.0002  <0.0002 <<0.0002
G 62 0.0 094 <0.0002  <0.0002  <<0.0 002
Jinan 105.0 50 <0.0 002 0.0 044 <0.0002  0.0135
62 <0.0 002 0.0 079 0.0 002 0.0178
575 50 <0.0 002 <0.0002  <0.0002 <0.0002
TCBH 60 <0.0 002 <0.0002  <0.0002 <0.0002
Shenyang 105.0 50 <0.0 002 <0.0002  <0.0002 <0.0002
60 <0.0 002 <0.0002  <0.0002 <0.0002
754
>
g 5.0
L
2.5
0.0 41 e B
-1.3 T T T
1 10 15
t/min

He6-4 LEHABAMMEESBA

Fig.6-4 GC of extracts from soil sample

H132% 6-3 A4, JitiFT] 10 %S A e LI, MiZh SN 52.5g - hm 2f1105.0 g
chm P CHERURAY), B U2 R, I AR AR R AR . AU
SNRTE T FIEAR ERAR . HEBISE IR, W (WA, HiER
IKAHL R KD (R LA R SR R eSS L 2 ) s B R S, G SR A T 1 i 245 77

IR R 52.5 g - hm 2, M2 1~2 IR,

6-4 L3 F AR IE (g 5 I 4-2 RS BRI AR, RS 0K
FELRR _EAH RS, 39 0 T TR it 24 0% 22 Tl G 20 i S A R e ) A A 10 S 4 s 5 P

o
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6.3 /25

AT AN T P AR b EUR R AR TR R AR R Eh A, SRS T AU A e e T
BB EN AT R T 0. 30 E SIS AT TR SR 80.31 mg - kg ™' ~ 2.08
mg - kg o MiZYJE 14 dt3E EAUR AR BRI OCHIE R T 90 %Ll b, FEEE.
20034F, SURAGERLE 38 LI REh AT REDI . Ci= 0.3 499 €722, r=10.9
242, Ti1p=3.0d; PN C=2.9299 %' r=0.9899, Ti,=28.9d. 20044,
SURSBRAE LI - R REh ST REPE R : Co=0.4 606 €7, r=0.9308, Tip=
2.9d; WM RHC=0.8300e ", r=0.9906, Tip=6.1d. &AL A ZiFRLE %2
SVPHENIY, SRR R T 5 AR 24

AREWIHG T PIAEPI L3 AR R AR . 10 %R A s Ll
(52.5 g - hm 2, HEK) Wi%, FIRANE 1 LAk R AR, A
358 T G S A TR 110 e 24 A it 2 TR BT 3 T SRR TR I B 25k B B R N .
TR BRTE T FR AR, AT LA Bk B ) e SRS R PR B A DL

%O
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EHE EEBMEE KA LI R

X1 I A AR 25k B 0 b CARAE I R S A i 22 Hir, ke b
A b AR 24 B A R e KBk B PR ) AR o B R PR R A P S AT
T AL ZEY T BEWE 2 AR 2538 B o W AnTE St i AL R ECD X B T
WA JEBENE WA I 20655 6% 5 B A i RO, Ak 258% B3 43 M 7 i AL,
R, AL SN E MEAIE T AR R 2 . O T i A il v U = L
X R A AT M AL 75, g mas Roe mEmh T &, A7 2R HI AR Y
OIRTOTVERAT 3 AR . BEAE S RO S E BRI, B8 2 R 24
BB O3 M B AR HA IR FEE PR K, R 0 v S80BOAH (124 hg — Tl iUl v AT
T EEE Lo AT S SR H i e 1, R AINP-HPLC
T3 35 B SRS IR 3 B 7 R TIT ST, R GC-ECDI5E BB 2EAT 72 Bk
KHIGC-MSXf F KA AR ) U030 MR REAT 78 PRI 9T
7.1 RS T
7.1.1 LI FSEHREMEEMHIE
7111 UEIRE. Al AR

IUERIR & : BSOS : Waters 6005 552, Waters 29967 — M 45 [ 41|
Kl 2%, Rheodyne 77251751l R 3EFESS, Empower ProHf SCRR (81 T 4/Eus, oAt
(f&F%¥F): Hypersil BDS CN (250 mmx4.6 mmx5 um), 3k}: Hypersil CN. 4X[A]
3.1.1.1.

WFFIER: ECke. PUSERE: HPLCZ. R[F3.1.1.2,

AE: DEr G SR
7.1.1.2 SiREst

WahA: IE ke UEBRIK=99:1 (VIV);

WANARMHE: 1.6mL - min": S (99.995 %) W i<

FEFRE: 20 pL;

MEARLE: 25 °C;

R ATEE . 195 nm ~ 400 nm;

R 200.7 nm;

KA 1.0

% 1.2 nm;

3D Hdn R A

PREATA: W 1 M+ U k44 (cis A, B +trans C), 4.0 min; U
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2: kA FMA (trans D), 4.4 min.
7.1.1.3 #RIHE 5012

i 6.1.4.
7.1.1. 4 BHEBIED &KL

] 52 AT VRANAH TR « BEREIRAE, e BN AH LA 2353l 4 1E Cbi=100 %-
IF Ot PUERIR=99.9:0.1. 99.8:0.21 99.5:0.5. 99:1, 98:2. 95:5, 79:21. 76:24
X R ESHERAT 5, R R L .
7.1.1.5 SEFERNDMUEE. KA D IRE RN ERREMZEL

DUIE CUee A, LIL 000 pg - mL ' GURAGNEFRRE I . B, AT
S5 /NG HA B AR B (A HH R B R0 5« B MR (PN . 8 N RIIBGR G A s B iE
R .

PLIE k. 020 pg - mL ™' 030 ug - mL ™'\ 0.50 pg - mL ™'\ 0.75 pg - mL ™",
1.0 pug - mL™', 1.2 ng - mL™', 1.5 ng - mL . 2.0 png - mL™'. 2.5 ug - mL ™, 3.0 ug
.mL™ 35ug . mL7' 4.0 pg - mL R GUE S R BRI T SUR S IR FR v ih
2.
7.1.1.6 FANEIIRLE

FRELAS (1 - 8ERE A, 22 B8 10.05 mg - kg ™'+ 0.30 mg . kg "'#10.50 mg - kg !
3N, BAEBEESIRE SR o VTSR FIRSD .
7.1.1.7 TIEMHSHNEERIERE

XF 2 A ARREGFE 5 2 5K ] NP-HPLC-PDA 5 GC-ECD P 7 v2: [ s 3l
5E o F GC-ECD Mll5E I, R S T 18 MR o AR50 P R 5 3200 e ) gl
BT HT L HIE
7.1.2 EREHK ERFHEEHRIE
7.1.2.1 %% 7). FiRAHER

122 & : GC-MSHEH X : 3EJE IR TRACE 2000 GC-MSHE A ; i #+: DB-17
(30 mx0.25 mmx0.25 um) A JEBHEH; R[F3.1.1.1.

RFIFAR: [F3.1.1.2.

FEfR: 5F R R AR A o
7.1.2.2 &
7.1.2.2.1 SAHEEAX

FE: 100 'C (fREF 2 min) 20 C/min 300 C (f£4F 10 min);

FAELRE: 300 C;

Rl g 310 °C
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WA maliz, K J): 150 KPa;
o AN
HEFFIFTE]: 1 ming;
AR 1 L
FHXTEREA 1) . £ 13.9 min.
7.1.2.2.2 i
BT TSGR (BLYD;
Frillgs i Hs: 350 Vs
T oA DUARATUE BT
Fr g X AR R (Full Scan);
Rl g LUy el 15-435,
7.1.2.3 #HREH & SRILE
[F] 5.1.4,
7.1.2. 4 HEERME AR E M IE
1 7.1.2.2 6 NS RERRRE S R AP A A BRI T 50 .

1.2 ER 51
7.2.1 EEMIEREER

7.2.1.1 SEHESHEHRUER

TRBNAREC L4 3 1E C%E = 100 % 1E OV : PUZIHEIE = 99.9:0.1. 99.8:0.2.
99:1. 95:5. 75:25 WU F A BRFR T (il 2 25 B LK 7-1,

M 7-1A~E] 7-1C AT LA H, SRS BRI A 1 AN F 5 R R R0 5 4 A A 43
PRy B ARG, (R PP R 2 AN [R5 S AR B 43 BT, 5 i E i e g 1T AR 1 B 4
Kl 7-1E S B 1A 3 S A AR U JECAH I, %58 T B 7-1F i T TE 4 98,
USRS REARFE R BERS G, ARL[R] 53 e AL AR U iy AN RE 5 1 0, AEAIRIR BE I, S5
SR Ry T 3 MRS MR BSOS R BE S =y, AR TR B AT
Kl 7-1D HSGR s RRIE B s, R, AR Tl . BEARES 2 MRS 3 A4
(SN S S P (ES = AR N TR AN R A e e [ = AR ] L R
SRR A, O] LU AV AR S8 A0 B . S AR e TR B ARAR I [H] 40 S A
BH S5 H AN, X2 R SRS BRI SRR 28 1 A [F) 7 S ey Al
A fIGT 3 AR SR ILA K

TEAH i RO € 1% o0 B 1 438 B U8 R Bk B 1) e B s A BG4 R IE b -
VUSRRIRI=99: 1, 5 2295 2 B FH R S AR BC L Y F= TG, SR B B 3
COIS A L 2, 20 40O B I ) AR T2 A2 o s o M 28Kk . SR oA e ik oy

iy
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Briet, BT R A TCIR 8, AREH T A A AR B BT 5T

0.150-
2
1
X C . | 3 D
105 ! || |
4
=) 006 2 i ‘| ‘
< . |I o o ‘
< ™ |' | < 1 |
- | I | i |
. ||3 0 I| |.| | |
. | rofh | , (] ‘ |
| \ |'I . \ | e
N | S A PRI B W I DRSSt
e I ot 1 o il
— | \ |I III [ I \ o ||
] ] 1% 200 % 9 L % H ;;‘?:0 ----- TR 0 1 ---------- YR W 4w "
t/min t/min
2
e 3 0 1
|3 E F
I [ i
“ I I
108 ‘ | I
5 1 ‘ i / |
<¢ oo ) ‘ { |I
< s | Il ||‘ 2 i FIFRFR il ‘.|‘_.I
|'| It | <T ol
» i IRIR \
L N e IV |
| |
|
Ly | |
[ |
! |
s LE (1. 1 & 100 & ] 180 400 SE‘; Il -0'7'. bl -1In. il -1I?- I ‘-'? ------------------- E’; --------- IW
t/min t/min

ar 1~4 N SESG R IR] 23 S fA
A: Hexane=100; B: Hexane:THF=99.9:0.1; C: Hexane:THF=99.8:0.2; D: Hexane:THF=99:1;
E: Hexane:THF=95:5; F: Hexane:THF=75:25.

B 7-1 ARA B SHrorMmEEs B E
Fig.7-1 HPL Chromatogram of cypermethrin
7.2.1.2 SEHER/NMIEE. RIREHKRENESR
A BB 0 e 138 RS IR B/ H R 3 X 107 g, B
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R 0.03 mg - kg s
7.2.1.3 S EHEARERLZ

SUE BRI E I Z T FE Y = 13 601 + 1242 X, AHEZHr=0.9 974, &k
T AH IR R BT B0 R T A A A Y 2 PR KF 0.01 R IR FHEr,, (n-2) (0.884),
P S AR A OGP B . U R AR MBI ol 7y B R LIS 7-2, s
P 2 L] 7-3

0.045

AAU
[\S]

0.030

0.015

0.000

-0.015:

-0.030
0.00 1.00 2.00 3.00 4.00 500 6.00 7.00 8.00

t/min

a1 X FMR+R X MK (cisA, BHrans C); 2 B XFF#4K (transD) .
B 7-2 RAH B ARAE B 2ORAE &85 & B (60 ng)
Fig.7-2 HPL Chromatogram of cypermethrin standard (60 ng)

120000 f
100000 f

80000 F

FIA

60000 F

40000

20000 F

0

B 7-3 &RURAE EE AT R A A BEATE 8 2%
Fig.7-3 The standard curve of cypermethrin by HPLC
7.2.1.4 RmENLRIEEE R
SURAGEAE LI BN BIOREE 45 R LW MKy 0.05 mg - kg T~
0.5 mg - kg "I, [FIBCRI R 90 % ~ 96 %; RSDH 3.3 % ~ 6.3 %. iXLE¥fi
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2 7 10 A R P RORG S JSE 280 A 5 AR 2 3 R A R DU PR 25K o ¥ I P Ac il 2
SiRWA 7-1, AEEEREM . IR INRE S (35 5 B K LI 7-4.

R 7-1 [FHASGERTE T 3E 75 In B % 45 R (NP-HPLC-PDA)
Tab.7-1 Recovery of cypermethrin in soil (NP-HPLC-PDA)

FR /g AN/ IR/ %
FEM FREER /g . . mg-kg ™ Recovery RSD/
. Fortification
Matrix  Sample Fortification — %
amount I I III 1Y \Y X
level
. 1.0 0.05 91 97 100 99 86 95 6.3
15
Soil 20.0 6.0 0.30 83 95 96 86 90 90 6.2
oi
10.0 0.50 94 101 98 93 96 96 3.3
I | 1 M
| | ] A I B
[ (¥
) =T ! ' il
g 2. \J

T e w % %0 8 10 2x x 45
t/min t/min

A: Blank soil; B: Fortified with 0.05 mg - kg ™' cypermethrin.
B 7-4 13 SHECRMEENF A
Fig.7-4 HPL Chromatogram of extracts from soil
7.2.1.5 EEMIERELER
K FINP-HPLC-PDAJ7 i, 5 $edhs P 21843 3 4 0.295 mg - kg "1 0.498 mg
- kg ", RSDAM K 2.75 %F1 1.03 %; GC-ECD 7532 1 5 H 3591 43 5 4 0.308
mg - kg 'F1 0.501 mg - kg ', RSDAMIK 7.66 % 3.58 %. ML AT LI H,
PR 715 (R AR S8 RORS 2 X 5 6 A% 24k B R B AR DU (1) 25K o NP-HPLCI 2 45 2R
HiUEGC-ECDIN A3 (1) Bt v fff v] 5 . NP-HPLCI 32 3k 5 GC-ECDill & H i A L,
RSDH /o ffiE i 45 R Wk 7-2.
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Tab.7-2 Quantitative confirmatory Data of cypermethrin in soil

eSS R /mg - kg

M52 Ty X
e I3 Bt Confirmatory Data RSD/
Methods Samples — %
I II I 1Y Vv X
1 0.301 0.298 0.284 0302 028 0.295 2.75
HPLC - PDA

2 0.503 0.492 0495 0504 0498 0498 1.03

1 0311 0.283 0319 0334 0275 0308 7.66
GC - ECD

2 0478 0.492 0499 0524 0513  0.501  3.58

7.2.2 EREHK LEFHEH GC-MS EMMIEIR LR

0.05 mg - L USRS EEARFE . 2 hIEURE A B R AEAREE T E Varian CP-3800 4
R EI RS B X FOKMRFE i 7ETRACE 2000 GC-MSHH X F 1R R 2
T TR 5 LK 7-5~F] 7-8. HHIEL 7-5 FiT 7-6 n 0L, SRS B AR FE I OR B
IS ) FAELAR b 412 (R O/ B ISP TR AR ], nT DARTE B e R iR B AR AR B S R .
7-5 FHEE] 7-6 h ESE SRR BT 25 e, R DR SR AR A g A —Fh e i Ao 3=, 1
S 1 HH ARS8 (R b i it S0 S Wi I SRR AR A, 172 DA 22 ol e g A 3 i) £
AR TR ) 7-8 FARAFE & TS BRI P 1-8 G 2 B b v i i Pl it
ELrTgn, KRR AR o A S A 2 e 7-6 ~ K 7-8 1 1-8, ALK
ARG RE R B SR BRI T I , SRR P OR B N R — S0 i U BT A
S ARG

™ —| s _|-

\ym,d\rjxfﬂ««%% w;

G5 %0

Tioe

t/ min

B{7-5 AAABE (50 pg) 44248 &5 B B (Varian CP-3800)
Fig.7-5 Gas chromatogram of cypermethrin (50 pg) by Varian CP-3800

55



SRR TR A SR K S 5 B BT

¢ 25 50 75 10.0 125 15.0

t/min

B 7-6 EARMMAE S AAR &85 B B (Varian CP-3800)
Fig.7-6 Gas chromatogram of extracts from the maize plants sample by Varian CP-3800

78] i
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7a|

72 ]

| I
L | |

1A .‘.\,l' ! "
W ~\'v.\\r“'-.‘l.=-;"v|'-\‘ i ¥

- O
& Ed s 2 10 a1 1z i3 14 15

t/min
A 7-7 EARAAMA R A GC-MS LRFE B TARE
Fig.7-7 TIC of cypermethrin in maize plants sample by GC-MS
X ’ X 1632
912
1812

8 8 8.

|
T

m2 | ;
' 1212 | 1652

Relative Abundance
=

2- 51.3 22
3 393 65.2 1152 | 1292 '

| 109.1 | i
| 632 732/832 | gq5 | | ; 130.2I: 1822 2092

Lt b T L Tl . | 19122103 993 g4y
20 4 60 80 100 120 140 160 180 200 20 240

A 7-8 E RS b AR B R (B

Fig.7-8 Full scan EI mass spectrum of cypermethrin in maize plants sample
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7.3 IhNG

AN T SR (1) TR A T 11 1A i ROR € RS B B o AT v mT DA T e
b SR B ) R B RN A S A AR R A BT S el FH T GC-ECD e £ ds
()52 EAfIE . ANFE HUIE T GC-ECD [R5z 77 1L 3R 15 1005k B3 Hidhs A& T ARz 11,
T R AR BE 7 VR AR 615 £5 T-8F— 1 L4E. NP-HPLC-PDA 5 GC-ECD il % 45
FAHLCEL, NP-HPLC-PDA 1) RSD #/)y, D] b ke e AR A 4 v RO RS0 LA |
WA S o Wy O 1 R A B AR R RS SR, LR B i B R v O
FHEE LI A

A FRH GC-ECD J7 itk b SRS MR AT 1€ PEORIE . Bk il 25 21
FOH FORRE bR EBR R SR AR

57



SRR TR A SR K S 5 B BT

58



77 Sy RHORERE A AR S

% it

1 ASCEENT T 588 I SR G AE FORFPRL, FORAE AR AN 1358 1 (0 =0RH (335 5% B3 4>
W75 DA HIT A B8 S B R o) LA 2R FOK (R IR D7 Bt o J2 AT AT
SEORFATIE FH 150-180 pmkHFLAE RS, eI AR 2 5 X8 K ERR A Wit
F£3 %1 L1R SFR—A MR, AR 80 mL.

2 WARVEE IR AMRE T HER AT AE, (HAMRER AT . AR 2557 iRk B B0k 5t
Ha SR MR E &, AR 24k B AT A 30 B DU 2, R ORI AR

3 PRAE PRI 25 SR A T SRS TR LE EORAEAR AN 338 b 1 SR R e A A
EhA . FERH R TRHIAE L R AT H4.59 mg - kg '~ 12.69 mg - kg ™5
7638 BB AEUTRE H0.31 mg - kg 1.2.08 mg - kg o iiZ14 d)E SUE S S
BEAAR90 %Lk bo BEMESIERT A — R RN F) 1 2E TR 78 TR BRI
K N17d~4.5d, LR HR29d~8.9d. AFSHEET Z L.

4 PHAEPTHBI0 %ZUEIETLM (52.5g - hm 2, HEURD) W%, AR Al £
KFFRE b (1 e 285 B s K Tl KA R IR (MRL); SRS R AR FOKAH K
IR B A B AR, P et AR AR A ) . SRS TR A
IR AR R IR, T LA A Bk B (00 SRS TR PR AN S R o

5 A0 YU A I FL i e B E A6 77 K e 25 75 5 A S B 1A 20 o
52.5g - hm 7, BEZGURE ~ 20K, FPRCRUCEE 24 I Ba A 30 d, 5 KA
DT Ao FRNFRL R KGR B B E20.05 mg - kg ARV AT, BHE L A EE, @t
FORFEFT AT IR e K ik B PR B S me - kg '

6 NP-HPLC /7 VA HfiiiE 7 GC-ECDI € 1) Hfs i v %€ . NP-HPLC 5 GC-ECDAH LL,
RSD#E /N, DRI IHAE 36 G R A e Al i e g b SE AT 380 X o IEAHVRBNAH CIE e DAL
WRIE =99:1) T BT TRCHI, RAFREE, PRk SURAG MRV H DR B I [R] 1) B
FVE. ACRHGC-MSHIE T TKAER EAAE IRk B )8 S5 36 R
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