Aoy XD (1- 7 % L U FHiEg)

6. SIHTHERE
6.1. RELORTLIE

AEHE, &4 ZHI8HFIL, HAD2OZEY G HIER), 202 A RFE5s
FrAakt e U, 20 o2 % RO HRE S Lz, RESHTHARENIRA & REIHT,
REOBESZWE LTz, X, RIFE, FRHKORREOAMOLEREZHE LT,

2D RIS AREE L ¥ —TH (b L CHRRE 2B L, RO HARENS
DUNVT b R T L RIRRICIHREUR 2 ER U 7o, A3 IEURHI2MNL EERIL, Zh e s L
TWHRAF (—20CLLF) L7z, R Z DAY, siricft L7e,
6.2. fhH

b L7=alk20 g2 13200 & 0, 1 mol/L¥EEE 5mLE O & h 100 mLZ iz, 304
R E 5 Lz, fliitia A2 B 7ol LR =F CWsl Al L, #&#E2 7 & F 50 mLTHE
W, [FfRIC A LT, AliEGbE, 7 b T200mLERE L, £050mL GUES gii
i) 2D, ACULToOKEFRCRIEREMmML, 72 2@l ELT,
6.3. BN K 5> fif

FEMERIZ K Z N 25910 g& L7=t%, 3 mol/lL¥Els 5 mLAz Nz CTHEie% L, 80°CHOHENE
RaslZ AL, 18FRFRIALE L, 1-7 7 % v Ui a1k 2 1-7 7 & v U HEBR IR 3 L T=,
6.4PLS-23 =1 T AIZ K BHER

PLS-23 =1 T KT A X/ — /L KO mol/L Hgfg # IEKS mL3* % F LRILE L 7=, St
RAERTLEE LTZPLS-2X =1 7 ATt F LTz, EHIZA X 7 —)1 /7K (50:50,v/v) RS mL
EREWMINICAI, BERENT %, PLS2R =F T AR FL, ZNbOfHEE#ET
Too WIT, A K 7 —)v /KilE (100:1,viv) JRIRIO mLA i F L, WHIREHY, 40CLL T O
KB TRIEEME L, A%/ —VEEELE,
6.5 A Y v LH T AT X BHER

BREIICKZINZHKI5 QIcTHEE L%, STy Y o+ h T 2 T Lz, SOMRE
%, W= F L/ ~FH 2 (50:50,vIv) JRiK50 ML CAEGLN AL > TEAM A VY o+ 5
2B LTI FL, WHREZ I LT, WHIKRZ40°CLL T ORI CRIERME L, &%IX
EREIE N O AL LT,
6.6.> Y HHFNI =BT A X BRER

BTN = h T AT TR Nl (95:5:1,viviv) TR#ES mLA i R LA
JVER U 7=, PR % RIIRIE mLICIEfR L C U A F VI =0T ACB L TR L, FEED
BEAR3EIM Y IR LIz, WIS, ~F¥ o/ 7T¥ b i (85:15:1,viviv) TGS mLZ i T
L, 2TORHRESDEERY, 40°CLLTOABH CRTENM L, REITEELE TR
i S D



Aoy XD (1- 7 % L U FHiEg)

6.7. EE

PR A gD A Z ) —)V /K, WiE (500:500:2,viviv) JRIRICIEEME L, HPLCHT 4 A
JITANE =B LT, ZOWRERGESREOEmERIK 7 o~ N7 7IZEALTE—Z
EEERD, MERIVI-T 77X L UFBOBRERELZRD, R OREREZHEE LT,

7. ERBFELOQ) K UM iR FE(LOD)

E SRS AE Y AUBHER AR HEAE RS
(ng) (9) (mL) (HL) (mg/kg)
0.4 5 2.5 20 0.01
B/ Mg R FRBHR IR B TRIR EYN -y RS
(ng) (9 (mL) (ML) (mg/kg)
0.2 5 2.5 20 0.005
8. [Eu =R

SINTERERDT= 0, B IR ORIREEF O SELER R & VN C, 0.01 mg/kg (8 &R
FAHMY), 0.25K U5 mo/kg#MNERE (236 1 % [RINEAER 2 #5508 o3 A TO&hE L7z, 1], MEALPE
ABHI2E T L, B TERRIFKM ThH o7, FINROREHF R Z <,

R D LR HURE

8.1. Bl
Faw sl IR E EYEEs SR R RSDr
(mg/kg) (%) (%) (%)
PRI 5 84, 83, 82,
81 4.5
79, 75,
/R 0.25 89, 86, 84,
84 5.3
83, 77,
/R 0.01 110, 100, 100,
98 8.5
90, 90




Aoy XD (1- 7 % L U FHiEg)

8.2. B=
aEk Wy [ =R RIS S E e RSDr
(mg/kg) (%) (%) (%)
I 5 86, 85, 82,
82 4.8
82, 76
I 0.25 87, 77, 76,
77 7.5
74, 72
IR 0.01 100, 90, 90,
88 9.5
80, 80
9. BEETH

(B ARERERFICR T 2MAEFEOEBOEHOFEMICOWT) CERRIF4HLH
TR LTS IEAE ATER AR S REGERREE) ([CEOX, NEREEHEZIT -7,
WHLAYE . 20MIAE R D 2 &I, FUREROELIFE KO- 7 % L o Hilg
0.1 mo/kgishnikelt (7 V74— bo— i kB 200 Lz, TO8E, FTRIORT
L O ICRTEIERRD b Lo 7z,
X, 20134F10 H 2 D& LT AR BEAE B EGR A (— AV E AR RS Z 2t v ¥ —)
BT HZAaTIEE£TZ2TH 7=,

9.1.2H

. Eles AL B X D
AT H i L 7= [l

(%) SIHTE (mg/kg)

2014/11/5 B IR 75 <0.01
2014/11/6 Ik 71 <0.01
2014/11/10 Sl 70 <0.01
2014/11/17 IRy 77 <0.01
2014/11/27 /) 76 <0.01
2014/12/10 Sl 74 <0.01

NGB O BN EE 0.1 mg/kg

it B &R



Aoy XD (1- 7 % L U FHiEg)

9.2. 1%
GO NE il F L 7= [ S AR B b 0
(%) Sy HTE (mglkg)
2014/11/11 B 72 <0.01
2014/11/12 Rk 70 <0.01
2014/11/13 (Sl 72 <0.01
2014/11/17 = 77 <0.01
2014/11/27 Rk 82 <0.01
2014/12/10 N 77 <0.01
[N EEF O TN EE © 0.1 mg/kg
it B &R

10. PRIFZEMERER

B)— (b U 7o S MALBREURHC - 7 2 U U FRB 2N L, (BRIERT (—20°CRAF) (ZBfRS
RIF Lo, —EHIRIE L2, [FERICOHT L CIEIEZ R, RIFPORZEMEZ MR L
oo RFLREMDORERZ T,

10.1.5 1
AN RAF I Ees B SIEIES
[l 355 44
(mg/kg) (H) (%) (%)
/1 1.0 127(2014/7/23-11/27) 79, 77 78
i N 1.0 128 (2014/8/4-12/10) 75, 72 74
=45 1.0 135(2014/7/5-11/17) 75, 74 74
10.2. 8%
‘ TN =358 TRAF I s SBAELVE S
35544
(mg/kg) (H) (%) (%)
/1 1.0 127(2014/7/23-11/27) 80, 76 78
i 1.0 128 (2014/8/4-12/10) 75, 74 74
=4 1.0 135(2014/7/5-11/17) 80, 79 80




Aoy XD (1- 7 % L U FHiEg)

MHE-1.1-F 7 Z L UBRO 7 a~ F 75 A (FREH)
E-1-1. 2R

HEHESL 8.0 ng

FEYESL 0.4 ng

Bl AL
20 uL/25mL/5g

0

FLD1 A, Ex=220, Em=33

FLD1 A, Ex=220, Em=33
HU
25
2
s
0

|

e

o C ‘

0 10 mi

FLD1 A, Ex=220, Em=33

201
15

10

(I A

0; | [ |
0 10 mi

IRy 2 [EIAEE 3 A%
20 uL/2.5 mL/5 g

TR 2 [FIAAEE 7 H %
20 uL/2.5 mL/5 g

TR 2 IR 14 A
20 pL/2.5mL/5 g

FLD1 A, Ex=220, Em=33

FLD1 A, Ex=220, Em=33

LU ]
25
3
15
o
T M{/\
ol
0 10 mi

) FLD1 A, Ex=220, Em=33
LU ]
25
3
15
o
: Wu@w
ol
0 10 mi




FHR-1-2. 5=

=S 8.0 ng

FLD1 A, Ex=220, Em=33
LU

Aoy XD (1- 7 % L U FHiEg)

FEYESL 0.4 ng

R ML
20 uL/2.5 mL/5 g

_FLDT A, Ex=220, Em=33
LU
25
20
151
o
!
B — L
0 — :
0 10 mi

FLD1 A, Ex=220, Em=33

ik 2 [ELEE 3 A%
20 uL/2.5mL/5 g

IR 2 BB 7 A4
20 uL/2.5mL/5g

B 2 BB 14 A%
20 uL/2.5mL/5g

FLD1 A, Ex=220, Em=33

LU |
25-
20-
15
10+
5 l
0 1 T T T T T
0 10 mi

FLD1 A, Ex=220, Em=33
LU
25%
2
15
0
f
j_AMmMKM
0+ e :
0 10 mi

LU
25

201

FLD1 A, Ex=220, Em=33




Any JEHXD (DMTP)

ERR264EE BEBEIT BT IO 7 NV — T L ORF D= DRBREFEFE
HRE SO DMTP

1. St &g

DMTP
{54 S-2,3-dihydro-5-methoxy-2-oxo-1,3,4-thiadiazol-3-ylmethtyl O, O-dimethyl
phosphorodithioate
Fans a2V CsH11N,O4PS;
I 302.3
SRR
RO~ g
N—N, JP{OCHg)2
CH.—5
PR HEFRE A
21 S = 39~40C
ARRE 2.5x10"mPa (20°C)
STERARER log Pow = 2.2
FEARME 7K 200 mg/L (25°C)
% /J—)v 150, 7& k> 670, h/Lx 720,
~FY 11, n-A 7 H ) —v 14 (LLE g/L, 20°C)
w2 ENE Hp Je OV ERME TIOR3 MR L FRis )22 1

BREEME K OV L U PGS T INK 4 i
IR & % 813045 (pH=13, 25°C)
H 4t : The Pesticide Manual 15th Edition.

10



Any JEHXD (DMTP)

2. RS K OB

DMTP =¥, - i 98.5% (Dr.Ehrenstorfer f)

T by, BRRTT L, ~FY o RRESGER A (B L)

AK J—)b: LC-MS A (BH L)

K =T 54 FPAR-0015-0VI(HVI /B R N = — U v 7 Z T (v’ /i)

TR R L 72K

LA A Y 7+ 7T L InertSep K-solute 5 mL (27— /L = % fil)

GC/PSA/SI 3J& =717 A : InertSep  GC/PSA/SI 500 mg/500 mg/500 mg/20 mL
(V=Y = 2

AT MY T A Rk (BARY BT

3. BER U
¥ —: 7 AP — KhDLC-NXI2PS (7 A PF—h « 7 AU Hifl)
ks v~ N7 7 - a8t (LC-MS/MS) -
Agilent 6410 Triple Quad LC/MS (7 ¥ L > ki)
T — A RLEREEE . MassHunter (72 L2 )

4. K7 a~< 757 - BESWE OBRIESM:
4.1. 7 a< ~ 75 7 OEESM:

BT A Atlantis T3 (Waters %)
NEE 2.1 mm, & 150 mm, KifE 3 um

VBN - AR )=/ dmmol/lL FiliE 7 & =" A5 A 0.1%F [k
(70:30,v/v)

i 0.2 mL/min

717 NEEE 40C

HEAE 2 uL

PRFFREM #9 /5.1 min

4.2. HESHTR OBIERM

A F AL T L7 e AT L—AF Ak (ESI)
EEt—FK

VLA AT AR 300°C

WL TT AP & 10 L/min

AT TAYF—H]: 30 psi

A A BENEE 3000 V

7oA 2 —EE: 50V

11



Aoy XD (DMTP)

Y Vg UEE 10V (mV¥ar A Ny)

A F UK MRM ¥4

TR T T TV —%—AF>; miz302.9

Tug A4 miz 144.9

5. REMDIER

DMTPAZEHE§120.3 mga20 ML A A7 T A THEFE L, 7 & b AZ¥fif L T1000 mg/LiE
R AT Lo, ZORIKA 7 & b TAHR L T20 mg/LEEERKR AR Lo, 2 O
Z AKX ) —)L AR L C0.0005, 0.001, 0.002, 0.01%7X0.02 mg/LDFEHEySHE 2 %L L7,
ZDOREIRE ARG OWRE s v~ 77 7 - BEOGIFHIEAL, 7 — & UEEE % Hv
TDMTPO & — 7 imifE a4 {IE L, BAENCEE (ng), MtHhc v — 27 Wiz & > TRER 2 (E
L7,

6. M HRE
6.1. B DR

HEHE, &4 ZHEI8HHIL, tAD2OEZEY b7 MHIER), 202 %2 RF5s
FrAesete U, &0 o2z RASHARE S Le, RO HREHIRAE & R0,
REOESZHE L, X, RFE, RAKOCREOSTNOEEEZHE LT,

ML D B FHTHFEE L ¥ —TH (b L CRRGERE 2 1B U7, R VRS
DNT b RFE L ARRICTRGUR 2 /E R U 7o, A EORH 32 LL BAERLL, 2B numE L
THHRAE (—20CLLF) Lz, SWRRCZOLEEERY, SAricf L,

6.2. fhH

BJ—{b L7=3Bl20 g& i3 &0, T 100 mLE iz, 300MHRE 5 L=, it
T AR AN T LR STk g A L, FEEZE 7 B 50 mLTTHEVY, [FIERIC Al LT,
Ak bE, T hrT20mLERE L, £o2mL GREH0.2 ghi4 &) ZHY, 40°CLL
TOKBHTHIEEMEL, 7N Z2EELT,

63214 Y v H T AT X HRER

TEMERIZ5%EAL T B Y U DA A N ZHI5 QIR L=, iAo th T A1
T Uiz, 5oRa@Es, mie=F L/ ~F4 2 (50:50,viv) JRIE30 mL CRENETE- T
ZHMETA YT TN T BB LTI N L, WHIRE S L Tz, SR EZ40°CLL T oK
THRUERAME L, mBIIERRE T CREEZ - L LT,

6.4. GC/PSA /SIS =71 T LT X B HEH

GC/PSA/SIZ =71 T KZ~FH> /78 b (955viv) JEHKS mLZ 7 T LATALE L
72o FEREW) % [EHRH10 mLICIAfE L CGC/PSA/SI=H T LB L THi F Lz, &IT~F
Yo /T b (70:30,viv) IRIKIO ML R N L, 2 COEHIKREGHOEERY, 40CLL D
KIS CRIERM L, RBIIERLAM T CREEE2BE L,

12



Aoy XD (DMTP)

6.5. EE

PR EED AL ) — VIR LT, ZOWKEREEtoREsra~ 75 7 -
BEONTFHIIEAL T — 7 HfEZ RS, MEHRIVDMTPOEELZ KD, R 0K
BEZEE L,

7. ERBFEDLOQ) K UM Hi R FE(LOD)

& B [RAAH Y & FUBHER I AS VIR EAE i B[RS
(ng) (9 (mL) (BL) (mg/kg)
0.002 0.2 2 2 0.01
/)R HH AUBHER B AR EAE i HABR S
(ng) (9 (mL) (HL) (mg/kg)
0.001 0.2 2 2 0.005

13



8. [E[IX=R

Aoy XD (DMTP)

SINTEHER D T2, B ORISR O SR EURE 2 FIV T, 0.01 mglkg (E &R
SRR, 0.25K OB mg/kgdS N EELZ 31T % [BIGAER 2 45 5 o3 A C 92k L7, 1, MEALE
ABHI2E T L, B TERRFRKMTH -7, BEINROFEHFREZ T,

R O LR
8.1. Bl
v WINYEE EIfIy e RIS SE Ve RSDr
(mg/kg) (%) (%) (%)
PRI 5 90, 90, 88,
87 3.6
85, 83,
PRIk 0.25 92, 89, 89,
89 2.4
89, 86,
/0 0.01 110, 100, 100,
102 4.4
100, 100,
8.2. B
v WINyEE EJveEs S [ANY R RSDr
(mg/kg) (%) (%) (%)
=15 5 90, 90, 89,
88 2.8
88, 84,
B IR 0.25 93, 92, 87,
89 3.4
87, 87,
= 0.01 100, 100, 100,
100 0.0
100, 100,

14



Aoy XD (DMTP)

9. FBEEH
[ SRR A TR 2 BT DA S DO EEOE IO FEICHOWT) CERRHEAH 1A f)
TEREITSIEAR ISR AR RS REERREES) ([CHEROX, NEHBEEHREIT o7,
EELELYE . 20MAE 2 5 2 LT, FUREO MEALBREE X U'DMTP 0.1 mg/kgisInatEt
(&ﬁU%%wﬂ/Fm~wﬁﬂ)%%ﬁbko%@ﬁ%,T%Lm?iouﬁﬁ Ey0)
SR T,
X, 2013410 H S o f bl AR BEAE PR G A (—RITETiE AR Z et v 2 —)
BT HZAa 7 3eTZ<2Tho T,
9.1.RH

. Eles AL B X D
AT H i L 7=

(%) SIHTE (mg/kg)

2014/10/16 IR 87 <0.01
2014/10/17 /R 91 <0.01
2014/10/20 e 92 <0.01
2014/11/10 IR 98 <0.01
2014/11/12 /3 96 <0.01
2014/11/13 Sl 96 <0.01

[EINECEFO TN - 0.1 mg/kg

i B A

9.2. 8%

. EES AL FE X D
BaxINE| 55 L7 [

(%) SSHHE (mglk)

2014/10/22 =5 94 <0.01
2014/10/23 /R 91 <0.01
2014/10/24 =55l 93 <0.01
2014/11/10 =5 98 <0.01
2014/11/12 RIK 93 <0.01
2014/11/13 1R 97 <0.01

[EINGECBFO BN EE 0.1 mg/kg

Y B A R

15



10. BREFRE MR
b L 7oA AL EERUEHI DMTPZ IR AN L, ol (—20°CLLT) (B RAT L 72,
—EMRORATE LTotR, RIARICHT L TR 2K, RAFTH O EVEZ R LT,

RAFLTEVEDRER & 7”7,

Aoy XD (DMTP)

10.1.52 A
‘ TN B A7 EES RBSIEIESS
[iEZ 2
(mg/kg) (H) (%) (%)
PRI 1.0 112 (2014/7/23-11/12) 87, 83 85
=yl 1.0 101 (2014/8/4-11/13) 1, 85 88
T IR 1.0 128 (2014/7/5-11/10) 86, 82 84
10.2. 25
‘ IR e TRAEHH] EIES R SELYES
13544
(mg/kg) (H) (%) (%)
/2 1.0 112 (2014/7/23-11/12) 87, 83 85
i 1.0 101 (2014/8/4-11/13) 89, 87 88
=45 1.0 128 (2014/7/5-11/10) 88, 86 87

16



-1, = A AT F L

Any JEHXD (DMTP)

DMTPDO~ A AT kv (—IRA A ) O—fl (IEE—K)

x10 % + Scan (0.142-0.410 min, 20 scans) scan1.d

1.8
1.6
144.9
1.4
1.2

1,
0.8
0.6
0.4

135.0
0.2+

0-

302.9

MJ 319.9

120 140 160 200 220 240 260

Counts vs. Mass-to-Charge (m/z)

180

DMTPO 7 X7 s A ¥ L AT K )LD

(FV J—H—A F> mlz=302.9, [FE—F)

x10 3  + Product lon (0.103-0.440 min, 24 scans) (302.9 -> **) production2.d

144.9

280

300 320 340

302.9

t

140 160 180 200 220
Counts vs. Mass-to-Charge (m/z)

120

17

240

260 280 300



f+E0-2. DMTPDO 7 u< &
f=-2-1. B

7 b (M)

Any JEHXD (DMTP)

FEYESL 0.04 ng FEYESL 0.002 ng ﬁmﬁ HEALER
2uL/2mL/0.2 g
+ MRM (302.9 -> 144.9) std1-2.d + MRM (302.9 -> 144.9) std4-2.d + MRM (302.9 -> 144.9) sample15.d
% x10;’ % Xm; % x10;’
o T o 7 Q h
© 75 © 75 ° 75
7 7 7
6.5+ 6.5+ 6.5+
6 6 6
5.5+ 5.54 5.5+
5 5 5
4.5 4.5 4.5
4 4 4
3.5 3.5 3.5
3 3 3
2.5 2.5 2.5
24 2 24
1.5 1.5 1.5
1 1 l 1 l
0.5+ 0.5+ 0.5+
0- T 1 T T T T 1 T T T 0- T 1 T T T 1 T T T T 0- T 1 1 T T T T T T 1T
012345678910 012345678910 012345678910
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
IR 2 [ 3 Atk IR 2 [FLEL 7 Atk IR 2 [FIALEE 14 A T4
2uL/2mL/0.2 g 2uL2mL/0.2 g 2uL/2mL/0.2 g
+ MRM (302.9 -> 144.9) sample10.d + MRM (302.9 -> 144.9) sample12.d + MRM (302.9 -> 144.9) sample13.d
% x10;’ % Xm; % x10;’
o T o 7 o h
© 75 © 75 © 75
7 7 7
6.5+ 6.5+ 6.5+
6 6 6
5.5+ 5.54 5.54
54 54 5+
4.5 4.5 4.5
4 4 44
3.5+ 3.54 3.54
34 34 34
2.54 2.59 2.54
24 24 24
1.54 1.5+ 1.5+
1 l 1 l 1 l
0.5+ 0.5+ 0.5+
0- T T T 1T T& T 1 T T T 0- T 1 T T I 1 T T T T 0- B S A
0123456728910 012345678910 012345678910
Acquisition Time (min}) Acquisition Time (min) Acquisition Time (min)

18




FHR-2-2. 5=

FEUESL 0.2 ng

9 0.01 ng

Any JEHXD (DMTP)

R ML
2uL2mLi0.2 g

+ MRM (302.9 -> 144.9) std1-2.d
x10 37
8-
7.5+
7
6.5+
6-
5.5+
5
4.5+
4
3.5+
3-
2.54
2
1.54
14
0.5
0- T T T T T T

Counts

012345678910
Acquisition Time (min)

+MRM (302.9 -> 144.9) std4-2.d
x10 37
8,
7.5
7,
6.5-
6,
5.5
5,
45
4,
35-
3,
2.5
2,

1.5+
14

0.5+
0 T T T 1 ‘& T 17

Counts

012345678910

Acquisition Time (min)

+MRM (302.9 -> 144.9) sample7.d
x10 3
8,
7.5
7,
6.5
6,
5.5
5,
45-
4,
35-
3,
2.5

1.5+
17 \l/
0.5+

0- T T T T T 11

Counts

012345678910

Acquisition Time (min)

IRy 2 [AALEE 3 A
2 uL/10 mL/0.2 g

+ MRM (302.9 -> 144 .9) sample9.d
x10 3]
8,
7.5
74
6.5
6,
5.5+
5,
4.5
4,

3.5
ARRRER
25
2,
1.5-

14
0.5+

[}
2
=
=]
Q
O

W 2 BB 7 A4
2 ul/10 mL/0.2 g

I 2 EALEL 14 F %
2 uL/10 mL/0.2 g

(o=
012345678910

Acquisition Time (min)

+ MRM (302.9 -> 144.9) sample12.d
x10 3
8,
7.5
7,
6.5
6,
55-
5,
4.5
4,
35
3,
25 l
2,
1.5
1 _
0.5
07 T T T T

Counts

012345678910

Acquisition Time (min}

+ MRM (302.9 -> 144.9) sample14.d
x10 3
8,
7.5
7,
6.5
6,
55-
5,
4.5
4,
3.5
3,

2.5+
RN
1.5+
14
0.5
07 T T T T T T T T T T
012345678910
Acquisition Time (min})

Counts

19




Ay XD (PAP)

R 264F B BRI BRERIT RIS DR D 7 NV — T DIRES D 72 8D DFRBRBFETF 3
OO PAP

1. St &g

PAP
b4 S- a -ethoxycarbonylbenzly O,0-dimethyl phosphorodithioate
7 C1,H1704PS;
SaR e g 320.4
&
S
P(OCH3),
rgrs
CO,CHZCH,
PR A
2 17~18C
ARAEUE 5.3mPa (40C)
STBLRER log Pow = 3.69
Tt 7k 10 mg/L (25°C)
AR =), =X ) =), TR, ~FHh, UL, RUBY,
sanRih, Yruaa Ay, ThbkE, T hoe RRrT7 T
(2O
n-~Ft% 116, 7ru > 340 (LLE g/L, 25C)
2 ENE 180°C CHfift,

FRPE K VRIR S NI E K S P C LI 22 TE
TV T Y PRSI R C AR,
H Ui : The Pesticide Manual 15th Edition.
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Ay XD (PAP)

2. RS K OB

PAP fEHEN, « i 99.5% (27 ~T7 /L KU v FHl)

TNy, BTV, XYoo RHEEREBA (BRI ER)

AB J—)b: LC-MS A (BH{bM)

K =27 Z4 FPAR-0015-0V1(Hvh™ B KON = — VU » 7 ZIL (Avh~ ) HY)

THR® L 72K

LA A Y 7+ 7T L InertSep K-solute 5 mL (27— /L = % fil)

GC/PSA/SI 3 J& X =717 A : InertSep GC/PSA/SI 500 mg/500 mg/500 mg/20 mL
(V=P 2l

HAbF R U T A K (B

3. BER U
¥ —: /AT F— hDLC-NXI2PS (7 A PF— b « 7 AU Hifl)
k7w~ ~77 7 - HaEHEr (LC-MS/IMS) -
Agilent 6410 Triple Quad LC/MS (7 ¥ L > ki)
T — A RLEREEE . MassHunter (72 L2 )

4. WK a< 757 - BESWEH OBRIESM:
4.1. 7 a< ~ 75 7 OEESM:

BT A Atlantis T3 (Waters %)
NEE 2.1 mm, & 150 mm, KifE 3 um

VBN - AR )=/ dmmol/lL FiliE 7 & =" A5 A 0.1%F [k
(70:30,v/v)

Vi 0.2 mL/min

BT LR 40°C

HEAGE 2 uL

PRFFREM #95.1 min

4.2. HESHTR OBIERM

A F AL T L7 e AT L—AF Ak (ESI)
EEt—FK

VLA AT AR 300°C

WL TT AP & 10 L/min

AT TAYF—H]: 30 psi

A A BENEE 3000 V

7oA 2—@EE: 100V

21



An s XD (PAP)

Y Vg UEE 10V (mV¥ar A Ny)

A F UK MRM ¥4

FoH YT TV —%—AF>; miz320.9

Tu IhAA L ; miz 247.0

5. REMDOIER

PAPHEHE!20.1 my&a20 MLAF A A7 T A TRERE L, 7 & b SR L T1000 mo/LA% e
JFiR AR L=, ZOFKE T & b TR L C20 mo/LIEHERKRZ R LT, ZORikE
A K ) — )L CTABR L C0.0005, 0.001, 0.002, 0.01%70r0.02 mg/LOEMERIR AR L 7=, =
DR A RRLRIFEOWRIE 7 v~ ~ 75 7 « HEGWFHIEAL, 7 —ZLHEE A H T
PAPD v*— 7 fifE A HIE L, BECER (ng), Ml — 7 mfEE & > THREmAERs L
776

6. SIHTHRE

6.1. B DR

HEHE, &4 ZHEI8HHIL, tAD2OZEY b7 (HIER), 202 %2 RF5m
FrAgsete U, &0 o2z RASHARE S Lis, RO HREHIRAE & R0,
REOESZHE L, X, RFE, FRAKOCREOSTNOEEEZHE LT,

2D B FEHTHFE E L ¥ —TH (b L TRRGERE 2 1B L7, R HEUEHC
DNT b RFE L ARRICTRRGUR 2 /E R U 7o, AR 2M 0L BAERLL, 2 EnumE L
TWHRAE (—20CUAF) L7z, HRHICZ DL ZIRY , izt L7s,
6.2. fhH

B UL7=alBl20 g& 1320 &0, 78 h100 MLz, 300fRE 9 Lz, fiHw
% AR AN LR S TR A L, FEIEE 7 R 50 mLTHEYY, [FIERIC Al L7,
AHREGDE, 7T FrT200mLERE L, £o2mL GRE.2 gY &) ZHY, 40°CLL
TOKBHTHIEEML, 7T M E2HELE,
63214 Y v EH T AT X BHER

TEMERIZ5%EALT B Y U AR A N Z KI5 QIR L=, S A Y o+ h T A1
M Uiz, 5ofk@Es, mig=F L,/ ~F4 2 (50:50,viv) JRIE30 mL CRENEZPE-> T
ZHMTA YT TN T BB LT N L, BWHIRE S L Tz, SR Z40°CLL T oK
TRUERAM L, mBIIERRE T CREEZ /- L LT,
6.4. GC/PSA /SIS =7 T LI X BHEH

GC/PSA/SIZ =71 T KZ~FH> /78 b (955viv) RS mLZ 7 T LATALE L
7oo FEREW A [ARH10 mLICIAf# L CGC/PSA/SIS =Hh T LB LTIl F L1z, WIZ~
XY /T b (70:30,viv) JEIKI0 mLEE F L, 2 TORMIKRE & DEERY, 40°CLLTF
DRI CTRIERAE L, REBITERKG F Rz E L,
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An s XD (PAP)

6.5. EE

M EEDALZ ) — VIR LT, ZOWKEFEEtoREsra~ 75 7 -
BEONTFHIIEAL T — 27 HfEZ RS, MEHRIVPAPOE L RKD, e OKEE
ErEH LT,

7. ERBFEDLOQ) K UM Hi R FE(LOD)

& B [RAAH Y & AUBHER AR EAE i B[RS
(ng) (9) (mL) (BL) (mg/kg)
0.002 0.2 2 2 0.01
/)R HH AUBHER B AR EAE i HABR S
(ng) (9 (mL) (HL) (mg/kg)
0.001 0.2 2 2 0.005

23



An s XD (PAP)

8. EINER

INTETER DO T- 8, Bk ORI O SELEEEEN 2 FV ¢, 0.01 mglkg (B &R
i), 0.25% O mo/kgiRANE B (2 531 2[RI GRER 2 &5 /AT C 320 L7z, 1, MEALE
AEHI2E ST L, 2 CERERARM CH-o7, FIROR R E~T,
TR FZE O AR

8.1. Bl
v WINYEE EIfIy e RIS SE Ve RSDr
(mg/kg) (%) (%) (%)
PRI 5 91, 90, 89,
90 1.0
89, 89,
PRIk 0.25 94, 90, 88,
89 3.1
88, 87,
/0 0.01 110, 100, 100,
102 4.4
100, 100,
8.2. B
v WINyEE EJveEs S [ANY R RSDr
(mg/kg) (%) (%) (%)
=15 5 91, 90, 90,
89 1.5
88, 88,
B IR 0.25 93, 92, 89,
90 2.4
89, 88,
= 0.01 100, 100, 100,
100 0.0
100, 100,
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An s XD (PAP)

9. FBEEH
[ S AR A TR BT DA S DO EEOE IO FEICHOWT) CERRHEAH 1A f)
R BT SRR AR RE S RERREA) ([CEOX, WEKEEHREZITo T,
BRAAE © 20MA B A D T &I, BURKROELPEEE K OPAP 0.1 mo/kgiRINateEk
(719?4%3/Fm~wﬁﬂ)%%ﬁbto%@ﬁ%,T%Lm#io_%% E80)
HiLRo T,
X, 2013410 H 2 o f bl AR BEAE PG A (—RIVTETiE AR Z et v 7 —)
BT HZAaTIZETZ<LLTH -1,

9.1.2H

. EES AL B X D
A INE| 5 L 7= [l

(%) Sy HTE (mg/kg)

2014/10/16 B IR 83 <0.01
2014/10/17 HIK 92 <0.01
2014/10/20 e 92 <0.01
2014/11/10 =1 96 <0.01
2014/11/12 HIK 97 <0.01
2014/11/13 (Sl 91 <0.01

[EINECEFO TN - 0.1 mg/kg

it B AR

9.2. 1%

. e fE AL PR IX D
53T H il L 7= 85

(%) Sy HTIE (mglkg)

2014/10/22 = 93 <0.01
2014/10/23 Rk 95 <0.01
2014/10/24 (Sl 91 <0.01
2014/11/10 = 92 <0.01
2014/11/12 Rk 98 <0.01
2014/11/13 i 95 <0.01

[EINECEFO TN - 0.1 mg/kg

i B &R
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10. PRIFZ R PERERR

An s XD (PAP)

YJ—Ab L 7o B L EECEHZPAPZ RN L, s ET (—20°CLLF) ICHAERAT L7,
—EWIMRAE U721, [FARIC0HT L ClRIER 2K, RIETORZEMEMHER LT-, RER

TEVEDRE R 2=~
10.1.2H
‘ I B TRATHIH] Eles R SELVES
13544
(mg/kg) (H) (%) (%)
KK 1.0 112 (2014/7/23-11/12) 83, 79 81
= 1.0 101 (2014/8/4-11/13) 82, 75 78
=45 1.0 128 (2014/7/5-11/10) 77, 75 76
10.2. 8%
IR B PRATHH EfEes SBAELES
I35 44
(mg/kg) (H) (%) (%)
KK 1.0 112 (2014/7/23-11/12) 80, 79 80
i N 1.0 101 (2014/8/4-11/13) 86, 82 84
o I 1.0 128 (2014/7/5-11/10) 84, 81 82
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Ay XD (PAP)

FE-1. < AAXRT L
PAPO~ AANRY hv (—IRA A ) O—fl (IEE—R)

x10 4+ Scan (0.123-0.480 min, 30 scans) scan.d

5] 320.9

451
4
3.5
3,
25
2,
1.5

274.9

246.9

135.0

0.5 222.9 342.9
ol S N .

100 120 140 160 180 200 220 240 260 280 300 320 340 360
Counts vs. Mass-to-Charge (m/z)

PAPO 7 #7 h AFx ¥y o AT kLD
(FV F—H—A F> mlz=320.9, [FE—F)

x10 3  + Product lon (0.118-0.411 min, 24 scans) (320.9 -> **) production2.d

55 |
5 135.0 247.0

45 162.9
R

35|
3] 124.9

25 |
.

15|

1

os] ||| | .

0 T T T T T T T

100 120 140 160 180 200 220 240 260 280 300 320 340
Counts vs. Mass-to-Charge (m/z)
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X-2. PAPDZ < F 75
f-2-1. BHA

FEUES, 0.04 ng

A (FR&EH)

E@ﬂﬁ»ﬁr 0.002 ng

Ay XD (PAP)

2uL/2mL/02 g

+ MRM (320.9 -> 247.0) std1-2.d + MRM (320.9 -> 247.0) std4-2.d + MRM (320.9 -> 247.0) sample15.d
£ x103 £ x103 £ x103
= 7 = T = T
o o o
o 74 o 74 o 74
6.5 6.5 6.5+
6 6 6
5.5+ 5.54 5.54
5+ 54 5+
4.5+ 4.5+ 4.5+
4 4 44
3.5+ 3.54 3.54
34 34 3+
2.54 2.54 2.54
24 24 24
1.54 1.5+ 1.5+
1 1 l 1 i
0.5+ 0.5+ 0.5+
0- T T T T J\—L T T 0- T T T T “‘\&’ T T 0- T T T U T
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
IR 4 FELPE 3 H IR 4 [FALER 7 H % IR 4 [FULER 14 F
2ul/2mLi02g 2ul/2mL/0.2 g 2uL/2mL/0.2 g

+ MRM (320.9 -> 247.0) sample10.d
x103 |

Counts

7
6.5+
6-
5.5+
5-
4.5+
4
35
3
2.54
2-
1.5+
i !
0.5
0- T T
0 2 4

6 8 10 12 14

Acquisition Time (min)

+ MRM (320.9 -> 247.0) sample11.d
x103

7,
6.5+
6,
5.54
5,
4.5+
4,
3.5
34
2.54
2,
1.5+
) !
0.5
0- T T T | L T
0 2 4 6 8 10 12 14

Counts

Acquisition Time (min)

+ MRM (320.9 -> 247.0) sample14.d
x10 3

Wy

€

5 i

<]

@] 7

6.5
6

17 l
0.5+
0- T T T U T
0 2 4 6 8 10 12 14

Acquisition Time (min)
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FHR-2-2. 5=

FEUESL 0.04 ng

FEHE R 0.002 ng

Ay XD (PAP)

IR AL
2uL2mLi0.2 g

+ MRM (320.9 -> 247.0) std1-2.d + MRM (320.9 -> 247.0) std4-2.d + MRM (320.9 -> 247.0) sample7.d
§x1037 §x1037 % x10 3 |
LO) 74 8 74 8 74
6.5 6.5 6.5
6+ 64 6+
5.5 5.5 5.5
54 54 54
4.5 4.5 4.5
44 4 4
3.5+ 3.5 3.5+
34 34 34
2.5 2.5 2.5
24 2 2
1.5 1.54 1.54
14 1 \L 14 \L
0.5 JL 0.5 0.5
0- T T T T T T T 0- T T T T ﬁ&" T T 0- T T T T =1 T
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
IR 4 EAE 3 A% IR 4 ENLEE 7 Atk HIG 4 [FULER 14 B

2 uL/10 mL/0.2 g

2ul10mL/0.2g

2 ul/10 mL/0.2 g

+ MRM (320.9 -> 247.0) sample9.d
x10 3 |
74
6.5
6-
5.5
5,
4.5
4,
3.5
3,
2.5
2
1.5
1,
0.5

;| i

[}
2
=
=]
Q
O

0 2 4 6 8 1012 14

Acquisition Time (min)

+ MRM (320.9 -> 247.0) sample12.d
£ x103 |
=
3 7
6.5
6
5.5
5.
4.5
4,
3.5
/| J
2.5
2
1.54
1,
0.5
0- T T T T T
0 2 4 6 8 1012 14

Acquisition Time (min)

+ MRM (320.9 -> 247.0) sample14.d
£x103 |
=3
S 7
6.5+
6
5.5+
5,
4.5+
4,
3.5+
3,
2.5+ \L
2
1.5+
1,
0.5+
0 T T T T T T T
0 2 4 6 8 10 12 14
Acquisition Time (min)
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Anry XD (T7EZI7U K)

R 264F B BRI BRERIT RIS DR D 7 NV — T DIRES D 72 8D DFRBRBFETF 3
BREOTHMO TEZISIER

1. St &g
TEZISY R

b4 - (E)-N*- (6-chloro-3-pyridyl)methyl]-N %-cyano-N '-methylacetamidine
o nm eV C1oH1:CIN,
SaR e g 222.7
HEER
(ﬁ;ﬁpN
CHQ—Nj
— \C—Hg
py
Cl

7N R
= 98.9C
RLUE <1x10°mPa (25°C)
Sy ECAREL log Pow = 0.80 (25°C)
g 7K 4250 mg/L (25°C)

Ty, AX)—)b, =X ) —)L, Yruaa AKX, roaaikjLh
TER=FUL, TRTERRT T UICHIE

pH4, 5, 7TOFEEIR T TLE

PHO & U45°C CRR % 1253 fi#

K IAZ L RE

i : The Pesticide Manual 15th Edition.

R
il
HE
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Any MEXD (7% I 7Y K)

2. EYEG R ORI

TEZ I 7Y FEERES - HEE 100.0% (BEHRLEY)

T M, BRI, ~F oo FREESEERA (BRTE)

AK J—)b: LC-MS A (BH{bM)

K =27 F4 FPAR-0015-0V1(Hvi B KON = — VU » 7 ZIL (Avh~ ) HY)

TR R L 72K

LM A Y 7+ 7T L InertSep K-solute 5 mL (27— /L1 =z fil)

GC/PSA/SI 3 J& X =717 A : InertSep GC/PSA/SI 500 mg/500 mg/500 mg/20 mL
(V=P 2l

AT U DA Rk (BARY BT

3. BER U
¥ —: /AT F— hDLC-NXI2PS (7 A PF— b « 7 AU Hifl)
k7w~ ~77 7 - HaEHEr (LC-MS/IMS) -
Agilent 6410 Triple Quad LC/MS (7 ¥ L > ki)
T — A RLEREEE . MassHunter (7L 2 M)

4. Wk a~< N5 7 - BESTE OBRESM
4.1. W7 a<= 75 7 OERESM:

BT A Atlantis T3 (Waters %)
NEE 2.1 mm, £ 150 mm, KifE 3 um

VRIBIENR - A ) —)v /4 mmol/L FEiET > E = LA E A 0.1%X R
(70:30,v/v)

i 0.2 mL/min

717 NEEE 40C

HEAE 2 uL

PRFFREM #9 /5.1 min

4.2. HESHTR OBIERM

A F AL T L7 e AT L—AF Ak (ESI)
EEt—FK

VLA AT AR 300°C

WL TT AP & 10 L/min

AT TAYF—H]: 30 psi

A A BENEE 3000 V

7oA 2—@EE: 100V
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Any MEXD (7% I 7Y K)

2l Va UEE 20V (aUTarH A Ny)

A F UK MRM ¥4

FoH YT TV —H— A miz 222.7

Tuk shA4; miz 126.0

5. REMDOIER

T ITY NEREMR200 mgz20 mMLAEA AT 7 AL, 78 b gL <
1000 mg/LIEEHERUR 2 L L=, Z OBk E 7 & b > THIR L T20 mo/LEEHERRIE & i L
Tro ZOWIEAE A X/ —)LTHIR L T0.0005, 0.001, 0.002, 0.01K TN0.02 mg/LDFEEYRK
IR LT, ZOWRERRRGEORIE o~ N 727 - BE&OHFHIEAL, T—F 4L
HAEEZHWTT v X7 FOE—7EEEAZHE L, BEiicEHE (ng), Mt —27m
% L o TREmREERkR LT,

6. IHTHERIE
6.1. B DR

AREHE, &2 28N BIL, A2 Gbtiz AHIER) ., =024 355y
BrAaEkE U, 750 o2 2 RAoit ik & Uiz, BRI HREHIRA & R RizmstT,
REOESZHE L, X, RFE, RAKOCREOSTNO2EEZHE LT,

2R D FLF AT R &2 X 0 — T8 b U CIRBIEEL 2 /B U 7=, B0 dr FHECEHC
DWNTHRE L [ARRICIHRGB 2 /FR U 7o, SR REEHIZMUL FERL L, 2 s L
THHRAFE (—20CLLF) Lo, tRFICZOLHEZ Y, Siricft L7,

6.2.

Yj—{b L7=alBl20 g&137»0 L v, 7k F100 mLE Mz, 300MEE 5 Lz, Y
T AR AN T ML STk g A L, FEEZE 7 R 50 mLTTHEVY, [FIERIZ Al LT,
AREEHYE, 7T M T200mLEREE L, Z02mL GUEI0.2 gfH% &) ZHY, 40CLL
TOKBFTHRIERGEL, 7 2L L,

6321 M4 Y UL Hh T AT X HRER

BEMERIZ5%MEA T B U o DRI &2 N Z KI5 QICiiFE LT=1%%, 247 A Y o+ b7 Al
T F Uiz, 5oMIikiE®%, HigeF v,/ ~%4% > (50:50,viv) &30 mLCTAREMNZ - T
ZHMTA VUL T AU FL, WHRE DI LT, IR Z40°CLLT oK H
TIUEEENG L, mBITERKE P CREa 8L LT,

6.4. GC/PSA /SIS =71 T LT X B HEH

GC/PSA/SIZ =Hh T LZ~FH 2 /T F (955VIv) (RS mLZ i T LATALER L
Too FEREW) % [RH10 mLICIAfE L CGC/PSA/SIS =h T LB LTIl F L1z, WIZ~
X% /7T b (70:30,viv) IRIRIOMLEZ I F L, £ COWMHKE T, kI, ~F
v /7~ (50:50,viv) TRIEI0O mLZGE F L, K Z Y, 40°CLL T Ok H iR
ML, RBITERT F CBEEEE LT,

32



Any MEXD (7% I 7Y K)

6.5. &

WM EMED A X ) — VTR U=, ZOWIKEZRIGRSEORE s  a~ 757 -
BEOMFHIEALCE =27 HiEZ RS, a7 4 I7Y ROEE&ELERD, 3k
FOREREEZEH LT,

7. ERBFELOQ) K UM Hi R FE(LOD)

E RS AE Y & AUBHER AR HEAE RS
(ng) (9) (mL) (ML) (mg/kg)
0.002 0.2 2 2 0.01
B/ Mg R FRBHR IR B TRIR EYN -y RS
(ng) (9 (mL) (ML) (mg/kg)
0.001 0.2 2 2 0.005
8. [Eu =R

SINTERERDT= 0, B IR ORIREEF O SELER R & VN C, 0.01 mg/kg (8 &R
FAHMY), 0.25K U5 mo/kg#MNERE (236 1 % [RINEAER 2 #5508 o3 A TO&hE L7z, 1], MEALPE
ABHI2E T L, B TERRIFKM ThH o7, FINROREHF R Z <,

R D LR HURE

8.1. Bl
Faw sl IR E EYEEs SR R RSDr
(mg/kg) (%) (%) (%)
PRI 5 94, 92, 91,
92 1.4
91, 91,
/R 0.25 93, 90, 88,
87 6.5
87, 78,
RIR 0.01 110, 100, 100,
102 4.4
100, 100,
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Anry XD (T7EZI7U K)

82 HR=E
v WSHNR B [V RIS S E e RSDr
(mg/kg) (%) (%) (%)
15 5 96, 93, 91,
92 2.4
91, 91,
=15 0.25 95, 93, 92,
92 2.0
92, 90,
I 0.01 100, 100, 100,
100 0.0
100, 100,
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Any MEXD (7% I 7Y K)

9. FBEEH
[ SRR A T 2 S BT DA S DO EEOE IO FEICHOWT) CERRHEAH 1H f)
TR BT B A ATE AR R B R EER R EE) (TS, WEREEHZIT o7,
FRLELYE . 20 A A2 D 2 LI, FUREO PR K 78 % X 7'U K 0.1 mg/kg
%Mﬁﬂ(?¢)74~:/kmwwﬁﬂ)%%ﬁbto%@ﬁ%,T%Lmﬁio_u
R b holz,
X, 2013410 H 2 o f bl AR BEAE PG A (—ARIVETE AN B2 et v 2 —)
WZBITHZA AT IR TZLThH- T,

9.1.2H

. EES AL B X D
Far INE| 5 L 7= [l

(%) Sy HTE (mg/kg)

2014/10/16 BT I 90 <0.01
2014/10/17 IR 94 <0.01
2014/10/20 T 91 <0.01
2014/11/10 IR 84 <0.01
2014/11/12 IR 93 <0.01
2014/11/13 i 94 <0.01

[EINECEFO TN - 0.1 mg/kg

i B AR

9.2. 8%

. EES AL FE X D
Sa IE| 5 L7 [

(%) Sy HTE (mglkg)
2014/10/22 =15 95 <0.01
2014/10/23 /3 90 <0.01
2014/10/24 e 94 <0.01
2014/11/10 B IR 89 <0.01
2014/11/12 /3 93 <0.01
2014/11/13 Sl 93 <0.01

[N DTN L« 0.1 mg/kg
HiHYH A RRH
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10. PRIFZ REPERERD

Any MEXD (7% I 7Y K)

B LTSRN 7 2 X 77U RERINL, miEar (—20°CLAT) ICEREOR
17 LT, —EMIRIRAT L72A%, RIS AT L CIRINER 25K, TrAF T DL ENEZ il L7,

TRAELREVEDFER 27”7,

10.1. 2
‘ I B TRAFH ] EHES A SIELNES
#5544
(mg/kg) (H) (%) (%)
KK 1.0 112 (2014/7/23-11/12) 86, 85 86
e 1.0 101 (2014/8/4-11/13) 89, 85 87
(=45 1.0 128 (2014/7/5-11/10) 86, 82 84
10.2. 5%
VSJIb3is {RAT 11 EEES A SIELNES
Il 5544
(mg/kg) (H) (%) (%)
KK 1.0 112 (2014/7/23-11/12) 88, 84 86
& 1.0 101 (2014/8/4-11/13) 87, 84 86
=0 1.0 128 (2014/7/5-11/10) 83, 80 82
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Any MEXD (7% I 7Y K)

FHE-1. < 2AAXRT )L
TEEITY ROV ARARY fL (—kA A V) O—f] (EE—FR)

x10 5 + Scan (0.126-0.453 min, 25 scans) scan_posi.d

222.7

0.5 135.1

“’\_ﬁ M
0 T T T T T T T T T T T T T T T T T T T T T

100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300
Counts vs. Mass-to-Charge (m/z)

TEHIT) ROTaXy b Axy L AT FLO—14F)
(FV I —HY— A F > mlz=222.7, EE—R)

x10 5 + Product lon (0.122-0.464 min, 25 scans) (222.7 -> **) Product_posi.d
.
0.9 |
0.8 |
0.7 |
0.6 |
0.5 |

126.0

041 s6.1
03
02 90.0

0.17 ‘ .

0 T — — T ’\‘ T T T T T . T T r — T — — T
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230
Counts vs. Mass-to-Charge (m/z)
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Any MEXD (7% I 7Y K)

MR-2. TEZITY Foru< 755 (RERH)

-2-1. 2R

FEUES, 0.04 ng

+ MRM (222.7 -> 126.0) std1-2.d
x104
2.8
2.6

2.4 l
2.2

2,
1.8
1.6
1.4
1.2
1,
0.8
0.6
0.4
0.2
0 ‘

Counts

012345678910
Acquisition Time (min)

E@ﬂﬁ»ﬁr 0.002 ng

+ MRM (222.7 -> 126.0) std4-2.d
x10 4
2.8
2.6
2.4
2.2
2,
1.8
1.6+
1.4+
1.2+
1,
0.8
0.6
0.4 i
0.2
o D

Counts

012345678 910

Acquisition Time (min)

2uL/2mL/02 g

+ MRM (222.7 -> 126.0) sample7.d
x10 4
2.8
2.6
2.4
2.2
2,
1.8
1.6
1.4
1.2
1,
0.8
0.6
0.4 l
0.2

0- T T T 17

w
zZ
c
>
o
O

012345678910

Acquisition Time (min)

TR 3 [EALER 3 A
2uL/2mL02 g

TR 3 ELEL T A%
2uLi2mL/0.2 g

TR 3 [EILEE 14 A%
2uL/2mL/0.2 g

+ MRM (222.7 -> 126.0) sample2.d
x104
2.8
2.6
2.4
2.2
2,
1.8
1.6
1.4
1.2
1,
0.8
0.6
0.4 l
0.2
(O —— ‘

w
zZ
c
>
o
O

012345678910

Acquisition Time (min)

+ MRM (222.7 -> 126.0) sample3.d
x10 4]
2.8
2.6
2.4
2.2
2,
1.8
1.6
1.4
1.2
1,
0.8
0.6

0.4 \L
0.2

w
zZ
c
>
o
O

0’\\\\\\\\\\
012345678910

Acquisition Time (min)

+ MRM (222.7 -> 126.0) sample6.d
x10 4
2.8
2.6
2.4
2.2
2,
1.8
1.6
1.4
1.2
1,
0.8
0.6
0.4 l

0.2

w
zZ
c
>
o
O

O’\\&\\\\\\\\
012345678910

Acquisition Time (min)
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FHR-2-2. 3=

FEUESL 0.04 ng

Any MEXD (7% I 7Y K)

FEHE R 0.002 ng

IR AL
2uL/2mLi0.2 g

+ MRM (222.7 -> 126.0) std1-2.d + MRM (222.7 -> 126.0) std4-2.d + MRM (222.7 -> 126.0) sample7.d
§ x1(2): § x12;, § x1(2):
@] . @] . @] .
2.6+ 2.6+ 2.6+
2.4+ 2.4+ 2.4+
2.24 2.24 2.24
24 24 24
1.8+ 1.8 1.8+
1.6+ 1.6 1.6+
1.4+ 1.4 1.4+
1.2+ 1.2 1.2+
14 14 14
0.8+ 0.8+ 0.8+
0.6 0.6+ 0.6+
0.4 0.4 0.4 l
0.2+ 0.2+ 0.2+
ol s o
0123456728910 012345678910 012345678910
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
iy 3[EIPE 3 Atk Hlk 3 ELHE 7 B4 R 3 EIALEE 14 A%
2puL/2mL/0.2¢g 2uL/2mL/0.29g 2uL/2mL/0.2g
+ MRM (222.7 -> 126.0) sample2.d + MRM (222.7 -> 126.0) sample4.d + MRM (222.7 -> 126.0) sample6.d
§ xuz);, § x12;, § xuzn;h
@] . @] . @] .
2.6+ 2.6+ 2.6+
2.4+ 2.4+ 2.4+
2.24 2.24 2.24
24 24 24
1.8+ 1.8 1.8+
1.6+ 1.6 1.6
1.4+ 1.4 1.4+
1.2+ 1.2 1.2+
14 14 14
0.8+ \L 0.8+ \L 0.8+
0.6 0.6+ 0.6+ \L
0.4+ 0.4+ 0.4+
0.2 ({ 0.2 A 0.2+ fk
or— O or—
0123456728910 012345678910 012345678910

Acquisition Time (min)

Acquisition Time (min)

Acquisition Time (min)
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Ary XD GUEHE &S, (FYEEH)

ERR264F FE L IR B RIS DVEM D I N — Tt DB O 7= DREBRFEIFLEE
BREOWHME REEE, MWEE

LB EES
e A R CEWESE REYWESE RER BREROVY BRI (%) REDES
B4 A% (kg/E) (kg/#) (kg) (kg) R R (mm)
IR 0 - 1.86 2.11 22.3 13.800 94 16 1.2
D 3 2.16 10.8 95 15 1.3
D 7 2.22 111 9 16 1.3
D 14 2.18 10.9 95 15 11
- 95:6 1.2
g 0 — 1.41 1.54 14.1 9.44 93 7 1.3
D 3 1.59 7.94 93 7 1.4
D 7 1.56 7.82 92 8 1.3
D 14 1.58 7.90 91 9 1.3
¥ 92:8 ) 1.3
I 0 - 2.29 2.18 34.3 18.200 85 15 1.8
D 3 2.22 13.3 86 14 1.9
D 7 2.07 12.4 92 8 2.0
D 14 2.13 12.8 94 16 1.8
¥ 89:11 ) 1.9

3IFG ORI EH i

1.94 kg/{#

3O E DL

13.8 kg

D:1- 774V EEET N U 7 AL TONDMTPIZ2[a]4LE]
TE& 7Y RT3 AL

PAP|Z4[=] LB

40



Au s XD GUEFE &S, (F5E)

2/EMER
21K

-

IR HEALER IR ALPE3 A 1%

——
KR SLPRT A 4% Kok JLPE14N R

41



Aun s SLEXD GUBHEES, (EYEH)

2.2. 550

A ALVEET A B A4 R

42



Aun s SLEXD GUBHEES, (EYEH)

B BEALER HR ALEI3 A%

R JLET A% HiR P14 H %

43



Anry JLEXE (MEP)

SR265EE B IERGICBITA1EMD 7 L — PO DT D DR TR EE
R OTEEMO MEP

1. ST SmE
MEP
b4 - 0,0 -dimethyl O-4-nitro-m-tolyl phosphorothioate
GaNs RE= Vi CgH1,NOsPS
Gy 277.2
MG
CH; S
}: JP(OCHs);
O,N 0
PEOR P FE T IIR BB DOHRIE
2 S = 0.3C
ARRE 18 mPa (20C)
B ARE log Pow = 3.43 (20°C)
FRfRME /K 14.0mg/L  (30°C)
BRI G v

~FY 24, 4T us)— 138 (LT g/L,207C)
W IRAFRNE T CHERAZE

ARG RIZ & 2 (22°C)

108.8H (pH=4), 84.3H (pH=7), 75H (pH=9)

i Hi : The Pesticide Manual 15th Edition
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i
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Aoy WEXE (MEP)

2. HEYEG K ORI
MEP FEYELL - # 98.0% (Dr.Ehrenstorfer f)
TER=RUL, TRy, ~F2 o RREERBRA (BHbER)
K 1t 277/h PRA-0015-0V1 (hvi™ /L) RO 2=)y) ZI (ivh /8 TR L 72K
CigX=H7 2L :BondElut Cig1g/6 mL (7L hid)
a4 23 =% 7 L : BondElut JrPSA 500mg (7L hid)
7a YNNI =T A Sep-pak T U —RY vV, 7T A (waters )

3. BEKRUBES
I¥HY—: 7 A4 PF— FDLC-NXJI2PS (7 A ¥F—hk « 7 X 1 H i)
HAsva~ 277 (GCFPD-P) : HP6890 GC System, FPD P~ (/L% —
(7L R
T — 2 RLEAERE © ChemStasion (7L ki)

4. TR a< 75 7 OEESRME
VANE RESTEK-5 (RESTEK )
NEE 0.53mm, £ 15m, BEE 1.5 um

IR 717 2 100°C —25°C/min—220°C(2 min),
HEAM 200C, frHigs 250C
T A /K& 75 mL/min, Z£4( 100 mL/min
EANE 2L
RFFIRFR #1 5.4 min
5. RREMRDIER

MEPEEYEL20.4 mg&20 MLA A A7 T A TRERE L, 7 & b ISR L T1000 mg/LA% #E
JFiRE R L=, ZOFEET & b THAIL CT20 mo/UEHERRZ B L, S 5I22 O
YRR 2 7 & b TAYR L T0.025, 0.05, 0.1, 0.5K%TR1.0 mg/L o> FE Hezaik 2 it L 7=,
ZOWRERIRLGEEDO T A a~ 7T 7 oEHIEAL, 7 — & B E % O TMEP
DE—r@EmSEREL, BECESE (ng), MY —7@3% &> TREREZIEKR LT,

6. SIHTERE
6.1. B DRI
AEHE, &4 ZHEI8HIL, XHAD2OEEY bt AHIER), =024 555y
FrAalkl s U, 20 o2z RO HRE S Lz, RO HREHT SRR & REZITHT,
REDEIZPE LT, X, RE, RAKTREZOZBMOREEZHIE LT,
DRI HIFAEL D 5 BIM A MEP/AT HIFUEL & L, & —TH—(b L TREGUE



Aoy WEXE (MEP)

AR U 72, BT HEREHC DUV T b JRE5E & [RIER IS ARG 2 (RS U 7o, 25 FRIERH X2
FLLEERIL, ZneivmE L Tmilfifr (—20°CLLT) Lz, ific 2 o fla By,
IATICHE L 7=,

6.2. HhH

Bk L7=5kkl20 g& 13200 &0, 7& 100 mLEIZ, 305 MRS 5 Liz, il
% AR Z BN T LIRS TR S A L, FRHEEAE T R 50 mLTTHEVY, [FAARIZ Al LTz,
AHiREHDE, T 2 T200 mLERE L7z, £0100 mL GRUEHO gl &) Z0EL,
ACLUL FOKBHCRERME LT B a8 E LT,

63.CsI =4 7 A X HHER

CisX=A T LT b= 1 U NKUKEZNERS mLT D T LATALEE U 72, JHEHK & T
FL7-Cu = T LI F LT, KEMLTEREBNEZLE > T F Lz, BTk F=F
U v,/ 7K (60:40, viv) JRIEEmMLEZIE FL, ZAODMEREZE Tz, CgI =07 L%&145
s L%, 7 h=RrU /10 mLEJ FL, EHIREZTRY, 40°CLLFOKBH T
WERME L, IBITERKIE F ez E Lz,

64.PSA/ 7 U PNVERREI =N T LI L BB

PSA/ 71 ) D)ViifEI =8 7 MI~FH 2/ T& o (8515, viv) RIS mLZEE T L
AR U 7o, R E~F% /71 ko (85:15, viv) JRIEI0 mLICEAME L, ALEEL 72
PSA/ 7 na ) PLEEI =H T M LT, & HIZHEIBIRIO ML CESRNZ > Tt F L7,
ETOEMKREADLEEY, 40°CLLT OKREH THRIERME L, HZITEHRK[ N Ol s
BMELT-,

6.5. E&

KM EZBEEDT ¥ N ATHEIE LT, ZOWKRERTRERIEDO T A7 a~ N7 T 7ITHEAN
LCE—7 @S &Ry, REMRLVMEPOEEZ KD, REFHOERBRELZRH L,

7. EERMELOQ)K U HIRFE(LOD)

E RS AE Y AUBHER AR EAE i B[RS
(ng) (9 (mL) (BL) (mg/kg)
0.1 10 2 2 0.01

e/ HH AUBHER B AR IR EAE i HABR S
(ng) (@) (mL) (HL) (mg/kg)
0.05 10 2 2 0.005




Aoy WEXE (MEP)

8. EN R

OINTIETERR D T- 8, FRIGERE R OVE IR O SEALEEEEL 2 V¢, 0.01 mglkg (B &R
i), 0.25% O mo/kgiRANE B (2 531 2[RI GRER 2 &5 /AT C 320 L7z, 1, MEALE
AEHI2E ST L, 2 CERERARM CH-o7, FIROR R E~T,
TR FZE O AR

8.1. Bl
v AN =35 EIfIy e RIS SE Ve RSDr
(mg/kg) (%) (%) (%)
PRI 5 96, 92, 91,
92 2.9
90, 89,
/0 0.25 97, 95, 94,
91 7.9
89, 79
R 0.01 120, 120, 120,
116 4.7
110, 110,
8.2. B
v VAN =35 EJveEs S [ANY R RSDr
(mg/kg) (%) (%) (%)
=1 5 96, 95, 94,
95 0.9
94, 94
B IR 0.25 93, 90, 88,
88 4.7
84, 83
= 0.01 120, 110, 110,
108 7.7
100, 100,




Aoy WEXE (MEP)

9. FBEEH
[ SR A R S BT DA S D EEOE IO ERICHOWT) CERRHE4AH 1A )
TEREITSIEAR EIGH AR R SRS ([CHEROX, NEBEEHREIT o7,
WHULYE © 20 E 2 D T8I, UK EELEEE & O'MEP 0.1mg/kg (27 + VU 7
4wﬂykﬂ~wﬁﬂ)%%ﬁbto%®ﬁ%,T%Lmﬁiouﬁﬁ IRO B2
77
X, 2013410 H i o f b AR BEAE PR IGR AY (—RITETiE AR 2 et v 2 —)
BT HZAaT IR TZLThH- T,

9.1.2H

. EES AL B X D
A e 5 L 7= [l

(%) Sy HTIE (mglkg)

2014/10/30 B IR 103 <0.01
2014/11/5 Ik 108 <0.01
2014/12/17 i 111 <0.01
2014/12/19 =10 120 <0.01
2014/12/22 I 111 <0.01
2014/12/25 e 109 <0.01

[EINECEFO TN - 0.1 mg/kg

i B A

9.2. 1%

. EllpEs AL H X o
53T H i L7z @45

(%) BT (mg/kg)

2014/11/ 6 IR 110 <0.01
2014/11/ 7 =10 120 <0.01
2014/12/18 A 120 <0.01
2014/12/19 BT IR 119 <0.01
2014/12/22 TR 109 <0.01
2014/12/25 A 99 <0.01

[EINECEFO TN - 0.1 mg/kg

it B AR



10. PRIFZ REPERERR

Aoy WEXE (MEP)

At U745 BEALBERUEHIMEP Z IR0 L, W aRIEAT (—20°CLLR) ICHAEPRAF L7z,
—EMRIORATE LTotR, RIARICHT L ClRIER 2K, RAFTH O EVE AR LT,

RAF L TEVEDRER & 7”7,

10.1.5 5
‘ VAN =FES PRAFHAR EEs SER RN
IFi] 5544
(mg/kg) (H) (%) (%)
F 1.0 153 (2014/ 7/22-12/22) 80, 75 78
s 1.0 15 (2014/12/10-12/25) 85, 85 85
=15 1.0 162 (2014/ 7/10-12/19) 86, 78 82
10.2. 2%
WRINR B PRAFHA R EEs SE RN
3544
(mg/kg) (H) (%) (%)
H ok 1.0 153 (2014/ 7/22-12/22) 83, 80 82
& 1.0 15 (2014/12/10-12/25) 84, 82 83
B I 1.0 162 (2014/ 7/10-12/19) 88, 87 88




-1. MEPD 7 u=< k75 A (RFEH)

=-1-1. BA

Anry JLEXE (MEP)

FEAESL 2.0 ng HEYES 0.1 ng R LR
2uL/2mL/10 g
FPD2 B, (141030¥14050( FPD2 B, (141030%1405 FPD2 B, (141030¥140
150 pA | 150 pA] 150 pA|
1200~ 1200- 1200
1000~ 1000 1000
800 800- 800~
600 600- 600-
400- 400 400-
200 L 200- l 200- l
A ] I\ ]
T e T
0 — 0 S— 0" T
0 5 min 0 5 mir] 0 5 mit
EW SR L % HI 5 EULE 3 % EW 5 ELE T B
2 uL/2mL/10 g 2uL/2mL/10g 2uL/2mL/10g
FPD2 B, (141030¥14( FPD2 B, (141030¥140¢ FPD2 B, (141030¥140
150 pA 150 pA 150 pA
12001 1200 12001
1000] 1000 1000
800 800- 800
600 600- 600-
40(}: 40(}: 40&:
200 i 200- l 200 l
1 1 1
07 [ | | 0* | | | 0* | | |
0 5 mi 0 5 mir 0 5 mir




fHR-1-2. 3=

FEHER 2.0 ng

FEYESL 0.1 ng

Anry JLEXE (MEP)

Ry EALER
2uL/2mL/10 g

FPD2 B, (141107¥1405( FPD2 B, (141107¥140500 FPD2 B, (141107¥1404
150 pA| 151048/35 150 pA|
1 200; 1200; 1 20(}f
1 000; 1 000; 1 o()(yf
800% 800% 800;
6005 600% 600;
400; 400; 400;

200; 200; l 200; l
o—:LT L ‘ ofF S O:LT E—
0 5 mir] 0 5 min 0 5 mir
TR 5 [EIAPE 1 A% TR 5 EIALHE 3 % TR 5 [EILEE 7 Atk

2 ul/20 mL/10 g

2 ul/10 mL/10 g

2uL/4 mL/10 g

FPD2 B, (141111¥14
150 pA

1 20({
1 oo&f
800,
600,

400- l

200
’ J

FPD2 B, (141107¥140
150 p;g

1 20&?
1 oo&f
80(%?
60(%? l
40&?

200

FPD2 B, (141107¥140
150 pA

1 20({
1 00(}? i
80(%?
eo&f
40&?

200-




Auy WEHEXE (ZaFr=v)

R 264F B BRI BRERIT RIS DR D 7 NV — T DIRES D 72 8D DFRBRBFETF 3
BRESNHEMO suFTr=vr

1. St &g

raFr=vy
b%4 (E)-1-(2-chloro-1,3-thiazol-5-ylmethyl)-3-methyl-2-nitroguanidine
oy 12 CeHsCIN:O,S
T 249.7
il
H NO2
i
M AN
CHs
PR AR, BR
Al 176.8°C
RAE 3.8 10°mPa (20°C)
EAREL log Pow = 0.7 (25°C)
Tt 7K 0.304 g/L  (pH=4,20°C), 0.340 g/L (pH=10, 20°C)
~NT K <0.00104, ¥ L 00128, Y/ unw AKX 132,
AB ) —) 626,42 % ) — 0938, Tt 1 152, g F /L 2.03
(BLE g/L, 25C)
wENE pH=5% O'pH=7IZ B TZ%E (50°C)

K3 o 98] 1401 H  (pH=9, 20°C)
KPS FRO I 3.3 (pH=7, 25°C)
H 8 : The Pesticide Manual 15th Edition



Aoy MEXE (Z7uaFr=vV)

2. FRAES O

JaFT =D RN - HEE 99.5% (Dr.Ehrenstorfer )

TE M=V, TR M ERERERBRA (BRFR)

AKX ) — b LC-MS H (BEH{b M)

K b7 2774 PRA-0015-0VL (hvi™ /8) KO 2=Yy) ZIT Givi J8) TR L 72K
Cig =474 :BondElut Cyg 1g/6mL (7L > REl)

3. BER U
IFH—: 74T F—F DLC-NXR2 (Z/ A V) —h T2V HH)
ks o< ~r7 77 - EHES5HER (LC-MSIMS)
Agilent 6410 Triple Quad LC/MS (7 ¥ L > h )
T — 2 ALEREERE © MassHunter (7 L2 M)

4. BIEMEROBESRM:
4.1. IR v~ ~ 75 7 OBIESRMY

ViR N Atlantis T3 (waters )
NEE 2.1 mm, K 150 mm, KifE 3 um

TR - AL =/ ammol/L BEfgT =7 NG A 0.1%F R
(85:15,v/v)

P 0.2 mL/min

BT MR 40°C

AN 2 ul

RFFREM - #9 2.4 min

4.2. BEOHrEt OBERN:

A F Ak L7 ha R L—A A 1bik (ESI)
EE—F

LI AVRE 300°C

WL TT AP & 10 L/min

T TAW—ET] 30 psi

A F L ENEE 3000 V

7oA A—@EE: 100V

ol Vg UL 10V (ZUTVar T4 Ny)

A A Rk MRM 7%

F=H ) TAF T Jp—Y—A A ; mlz 249.7
TaXy A2 ; mlz169.0

10



Aoy MEXE (Z7uaFr=vV)

5. BREMDOVER

JaFT =V ERERR20.1 mga20 MLAEA AT T AL, 71 M AERLT
1000 mg/LEEAE U A2 8L U 72, Z DR Z 7 & b > TAR L T20 mg/LEEHERR & dHHl L,
BT 2 OFERER & A ¥ 7 — /L CAR L C0.0005, 0.001, 0.002, 0.01%7r0.02 mg/L®D
PERERRE AR LT, ZOWRERRERMOWRIK 7 v~ N 7F 7 « EEBOFFHIEAL,
F—ZBEE A AN T/ aF 7 =0 — 7 W2 HE L, MEhicEE (ng), #itdhic
E— 7 i & & o TRERZ R LT,

6. ZrHriRfE
6.1. FRELDORTILI

REHE, Kx EHU8HEIL, XAD2OEEY At (HEIER), Z 02/ K35
BrAlaleb e U, %0 o282 RAob HEEHE Uiz, BRI HREHIRA & R izmntT,
REOEIZWE LI, X, £E RAKOCREOEKEHOSEEZNE LT,

D FEENSHHREI O S bUHAE 7 v F 7 = o OTHRE L L, I3 —TH (kL
THBEEI A ERL U=, RO AREHC DWW T b RFE L REIC TR 2 ER LT, £
FHREEHI ML, EERI L, ZNFEE L CmiRfF (—20°CLLF) L7z, Sz o
LAY, SHricfk L7,

6.2. fH

Bt L7=3Bl20 g& i3 &0, T 100 mLE iz, 3055MHRE 5 L=, Hhiti
T AR AN LR S TR A L, FRIEZE 7 R 50 mLTTHEVY, [FIERIC Al L7,
A& GE, 7 hT200mLER E Lz, £?0100 mL (GUEHO0 g &) ZHY, 40°C
PLF KB T CRIERMEL, 72 28 ELT,
63.CsI =T M X DHER

CeX =N 7 LIZ7 & b=k U KOKZNERS mLT DU T UATLEE U 7o, IR 2 AL
HLU72Ce =07 DIHE F L7, ASmLTHESBNEZL> T TFL, Z OOz &
Tiz, W, 7 h=1KUL K (60:40, viv) JEIES mLEFE T L, WHIREZTY, 7€ b
= hUJLTIO MLERE LTz, 002 mL GUE0.2 g4 &) #0mL, 7' h=r UL
Nz, 40°CLL T OKIEH CRILIRME L, RZITERXN F CREEZEE L,

6.4. EE

PR A EED AL ) —VICEIR LT=, Z O E TRtk s a~ 757 « &
BEOMFHIEAL T — 7 EiEA KD, MEHRLIY 7 0F 7=V 0@EELZ RS, B
DFFARREZF I LT,

11



Auy WEXE (Z7eF7r=vy)
7. BEBRFELOQ) K UMk HER AH(LOD)

T RS AH Y & AR B AR HEAE & R
(ng) (9) (mL) (uL) (mg/kg)
0.002 0.2 2 2 0.01
e/ Mg H & PR HL & BREIRI EAE Fi HABR S
(ng) (9) (mL) (uL) (mg/kg)
0.001 0.2 2 2 0.005
8. [EIX =R

SINTIERER D T2, K& OVE IRy 3Rk 0 LR EURE 2 -V C, 0.01 mglkg (G &R

SARY), 0.25K O mo/kgdS N FELZ 31T % IR 2 45 5u o3 A T 92k L7, 1), MEALE
ABHI2E T L, ETERRFAKM TH -7, BEINROFHFREZ =T,
R O AL SURE

8.1. Bl
v IR EYES SEH ANV =R RSDr
(mg/kg) (%) (%) (%)
/e 5 94, 94, 92,
92 1.9
91, 90,
R 0.25 96, 93, 093,
92 2.7
90, 90,
RIK 0.01 100, 100, 100,
98 4.6
100, 90,
8.2. B=xE
Eaw et IR EIYES SRS [A N =R RSDr
(mg/kg) (%) (%) (%)
IR 5 103, 101, 99,
99 3.4
99, 04,
=1 0.25 1009, 108, 104
105 2.8
104, 102,
= 0.01 120, 110, 110,
110 6.4
110, 100
12




Aoy MEXE (Z7uaFr=vV)

9. FBEEH
[ S E AR BT DB OEBEOEH O EIC OV T CERFE4A 1A
TR ET BIR AR R AR R R RER R R (IO, NEREEEH AT,
ERLYE . 20 A A2 D 2 LI, FUREO PR K V7 v F 7 =2 0.1 mg/kg
%Mﬁﬂ(?¢)74~:/%mwwﬁﬂ)%ﬁﬁbto%®ﬁ%,T%Lmﬁio_u
TRD Lo,
X, 2013410 H 2 o f b AR BEAE PG A (—ARIETE AN RS2 et v 2 —)
BT HZAaTIIETZ<LLTH -1,

9.1.2H

. EES AL B X D
Far INE| 5 L 7= [l

(%) Sy HTIE (mglkg)

2014/10/30 B IR 99 <0.01
2014/11/5 Ik 79 <0.01
2014/12/17 i 90 <0.01
2014/12/19 B IR 71 <0.01
2014/12/22 /8 79 <0.01
2014/12/25 N 74 <0.01

[EINECBFO TN EE 0.1 mg/kg

it B &R

9.2. 1%

. EIllpEs e AL P X o
3T B it/ L 72 [

(%) S3HTE (mg/kg)

2014/11/ 6 IR 82 <0.01
2014/11/ 7 B IR 79 <0.01
2014/12/18 A 80 <0.01
2014/12/19 IRy 72 <0.01
2014/12/22 RN 71 <0.01
2014/12/25 A 70 <0.01

EINEBFO BN AL 0.1 mg/kg

it B &R

13



10. PRIFZ REPERERD

Aoy MEXE (Z7uaFr=vV)

B b LTSRN 7 m F 7 =V 2 3INL, miERT (—20°CLAT) ICEREOR
17 LT, —EMIRIRAT L72A%, RIS AT L CIRINER 25K, TrAF T DL ENEZ il L7,

RAFLTEVEDRER & 7”7,

10.1.52 K
‘ Wy PRATHI EILEE RIS S]] I
13544
(mg/kg) (H) (%) (%)
R 1.0 153 (2014/ 7/22-12/22) 101, 100 100
=gt 1.0 15 (2014/12/10-12/25) 95, 93 94
B IR 1.0 162 (2014/ 7/10-12/19) 84, 79 82
10.2. 2%
IR PRATHA R ELES NS S]]
135544
(mg/kg) (H) (%) (%)
KK 1.0 153 (2014/ 7/22-12/22) 100, 97 98
=it 1.0 15 (2014/12/10-12/25) 100, 98 99
= IR 1.0 162 (2014/ 7/10-12/19) 84, 79 82
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Aoy MEXE (Z7uaFr=vV)

-1, = AZART KL
ITaFT = DVAANYT MV (—IRAF ) O—fF] (EE—R)

x10 4  + Scan (0.140-0.426 min, 22 scans) scan_posi.d 249.7

45 |

4
35 |

3

135.1

2.5 |

2

205.1 223.0

100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300
Counts vs. Mass-to-Charge (m/z)

raFr=rpTraRy hNAX v AT R LO—4F
(7 —H—A 4> mlz=249.7, IEE—R)

x10 4  + Product lon (0.089-0.531 min, 32 scans) (249.7 -> **) Produ;:é(_);z)osi.d
1.2 |
1.1 |
.
0.9 |
0.8 131.9
07|
06 |
05 |
04 |
03]
02|
0'1, . . . . | - ““ T o ?
0 T T T T T T T
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260
Counts vs. Mass-to-Charge (m/z)

113.0

T T T T T T T T T T T T T T T
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Aoy MEXE (Z7uaFr=vV)

M2 7aFr=rorza<w NS5 5 ((REH)

-2-1. 2R

HEHES 0.04 ng HEYE S 0.002 ng B MELER
2uL/2mL/0.2g
+ MRM (249.7 -> 169.0) std1-2.d + MRM (249.7 -> 169.0) std4-2.d + MRM (249.7 -> 169.0) sample?.d
£ x104 £ x104 £ x104
3 * 3 b 3 *
o o o
(@] (@] (@]
0.9+ 0.9+ 0.9+
0.8+ 0.8+ 0.8+
0.7+ 0.7+ 0.7+
0.6+ 0.6+ 0.6+
0.5+ 0.5+ 0.5+
0.4+ 0.4+ 0.4+
0.3+ 0.3+ 0.3+
0.2+ 0.2+ \L 0.2+
0.1+ 0.14 0.1+ \L
0- T T T T T T 0- T T T T T T 0- T T T T T T
0 1 2 3 4 &5 6 o0 1 2 3 4 5 6 0 1 2 3 4 &5 6
Acquisition Time (min} Acquisition Time (min) Acquisition Time (min}
TR 3[EILPE L Ak TR 3 EIALFE 3 A% IR 3 [EMLEE 7 Atk

2uL2mL02 g

2uL2mL/0.2 g

2uL/2mL/0.2 g

+MRM (249.7 -> 169.0) sample10.d

£ x104

= ]

o

(&)
0.9
0.8
0.7
0.6
0.5
0.4-
0.3

0.2 l

0.1+

Acquisition Time (min}

+MRM (249.7 -> 169.0) sample12.d

£ x104

= J

o

(&)
0.9
0.8
0.7
0.6
0.5
0.4-
0.3

02 l

0.1+

Acquisition Time (min)

+MRM (249.7 -> 169.0) sample15.d

£ x104

= ]

o

(&)
0.9
0.8
0.7
0.6
0.5
0.4-
0.3

021 l

0.1+

Acquisition Time (min}
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FHR-2-2. 3=

FEHER 0.04 ng

Aoy MEXE (Z7uaFr=vV)

FEHE R 0.002 ng

B AL
2uL2mL02 g

+MRM (249.7 -> 169.0) std1-2.d + MRM (249.7 -> 169.0) std4-2.d + MRM (249.7 -> 169.0) sample17.d
£ x104 £ x104 £ x104
3 b 3 N 3 b
[« [« [«
(@] (@] (@]
0.9+ 0.9+ 0.9+
0.8+ 0.8+ 0.8+
0.7+ 0.7+ 0.7+
0.6+ 0.6+ 0.6+
0.5+ 0.5+ 0.5+
0.4+ 0.4+ 0.4+
0.3+ 0.3+ 0.3+
0.2+ 0.2+ 0.2+
0.1+ 0.14 J/ 0.1+ \L
0- T T T T T T 0- T T T T T T 0- T T T T T T
0 1 2 3 4 5 6 0 1 2 3 4 5 6 0 1 2 3 4 5 6
Acquisition Time (min} Acquisition Time (min) Acquisition Time (min}
IR 3[EAE L A% Hlkr 3 EILHE 3 A% ‘Hiky 3ENLHET7 A%

2ulL/4AmL/0.2g

2ul/4amL/0.2g

2ul/4amL/0.2g

+ MRM (249.7 -> 169.0) sample12.d
£ x104
= ]
o
(&)
0.9
0.8
0.7
0.6
0.5
0.4-
0.3 l
0.2

0.1+

0’\\\\\\
o 1 2 3 4 5 6

Acquisition Time (min}

+ MRM (249.7 -> 169.0) sample14.d
£ x104
= J
o
(&)
0.9
0.8
0.7
0.6
0.5
0.4-
0.3 l
0.2

0.1+

Acquisition Time (min)

+ MRM (249.7 -> 169.0) sample16.d

£ x104

= ]

o

(&)
0.9
0.8
0.7
0.6
0.5
0.4-

0.3+

%

0.2+

0.1+

Acquisition Time (min}
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Aoy EXE (LA R Y)

264 BEBEI BT DY D 7 N — T OBRF D12 DRBREFEFE
BESHTFHMO ~uA Y

1. St &g

NV ARNY v
b%4 3-phenoxybenzyl(1RS,3RS;1RS,3SR)-3-(2,2-dichlorovinyl)-2,2-
dimethylcyclopropanecarboxylate
o C21H2Cl03
mfE 391.3
HEIE
Cl\C-CH 3 ACHz 0
A -Aoas
CHy CH3y
L VN KRG BRI
b 34°C-35C ; cist& 63-65°C, trans{fk 44-47°C
ARAE cis{f 2.9 10°mPa, trans{k 9.2 10™Pa
SrEARER log Pow = 6.1 (20°C)
g /K;6 10%mg/L (pH=7, 20°C)
cistk 0.20 mg/L (pHAE, 25°C) , transtA 0.13mg/L (pHANGE, 25°C)
* L 1000, ~FH > 1000, A ¥ /—/L 258
(LLE g/kg, 257C)
L E M B E (50°C CELL EZ2TE)

T VIR X BRYEIATR TR E
PHOTOH-IHASO H, pH5 KL UpH7IZEB W TLE (257C)
H Bl : The Pesticide Manual 15th Edition
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2. R R OGS

Aoy MHEXE (~LA KU Y)

cis-~ VAR AEHES, « MFE 99.8% (FIobidk T3EM)
trans-~~ VAN EEVE S MRS 99.0% (Dr.Ehrenstorfer #)

TER=FUIL, TR, ~FFo RREEREA (BRI

AH ) —): LC-MS i (BHb4)

K b7 a774F PRA-0015-0VL (hvp™ /8) KO a=Yys ZIT Givi J8) TR L 720K
CsXI=47 24 :BondElutCys 1gl6mL (7L L)

B s A 2343 =% 7 2 : BondElut JrPSA 500mg (7L > ki)

7a )P I =T A Sep-pak 7 U —RY v, 7T A (Waters )

3. BEKUHES

IF¥HY—: 7 A4 F—F DLC-NXJ2 (/A F—Fk « 7 AV B

whkr7n~~ro7 g

EoHTER (LC-MS/MS)

Agilent 6410 Triple Quad LC/MS (7 ¥ L > h )

T — A MERAEE - MassHunter (72 L > L)

4. PIEHESS OBAIESRMF

4.1. IRy v~ ~ 75 7 OBIESRMY

T
VB -

P

BT NIRFE
EAE
PREFRER] -

4.2. BEDHTE OBRIESRM:
A F ARk

HLIE T ARE
B AR
2T TAY—ET]
A A EANESE
7T AR —EE

al) g VEFE

Atlantis T3 ( aters i)

NS 2.1mm, £ & 150 mm, RifE 3 um

A B )= dmmol/L BElE T E =7 A5 0.1%F Ik
(85:15,v/v)

0.2 mL/min

40°C

2 uL

cis & %9 13.8min, trans /& £ 11.7min

T L7 ha AT L—AFAbiE (ES])
EE—F

300°C

10 L/min

30 psi

3000 V

cis & 100V, trans & 100V

cistf 10V, trans & 10V (BV¥arFHA;Ny)

19



Aoy MHEXE (~LA KU Y)

A ARk MRM %
T=Z Y TAF Y cstE U —Y— A4 miz408.0
Tuy A F m/z 183.1
trans K 7V J1—Y%—A A mlz 408.0
a7 A4 miz183.0

5. BREBROIERK
cis=~ VA N U UATEERERL 100 mg & 20 ML A A AT T AL, 78 b IS
L C 500 mg/L fEHEJRR 2 FH % U7, trans-~ v A R U I IFEHENL 5.05 mg %2 10 mL & A A
TIATKERL, T N L T 500 mo/L BEAERE AL LTz, KRR O EE
ZHYD G, 7 FTHRLT20 my/lL IRAEHERRZFAR L, 5122 ORAEYE
ViR A # ) —LCAB L 0.0005, 0.001, 0.002, 0.01 & (X0.02 mg/L O IEA k4 JHH L
oo ZOWRERGLEEORIKZ v~ N7 77 - BEOWEHIFEAL, 7 —F0HEES
T cis XD trans-~~/V A MY O — 7 EEZHE L, BEhCERE, Htdhic 2 Ao —
J DGR & & o THRERZIER LT,

6. SriTHRiE
6.1. BBt

AEHE, K4 ZHUI8HFIL, HAD2OZIY G AHIER), 202 A K5 5s
FrAgabet e U, 70 o282 RRoH e S Uie, RO AREBHIRRE & REZICHT,
REDODEIZWE Lz, X, RE, RAKOCREOEMOSEEZHE LT,
ZHORESHHAFELD S BUHZ VA MU Vo AEEIE L, I3 —TH—LL T
TGRSR U 72, RS BN W T b BB L RIARIC TR 2 R U7, 53
BECRHI2MLL LERL L, Zh 2@ L CHliRAE (—20CLLT) Uiz, iicz ol
FETY, STicdt L7z,

6.2. HhH

Bt L7=3kBl20 g2 12200 &0, 7% b100 mLEINZ, 304MHEE 9 Lz, #iHw
T AMAE BN TR TS A L, FRiEZE 7 B 50 mLTHEY, [FIERIC AR LT,
Az EE, 7' b T200mLERE L, ZD100 mL (FREHO0 g4 &) 20 H L, 40°C
UUIFOKREHCRIERMGEL, 72 a28ELE,

63.CsI =T AIZ X HRER

CiX=HT7 L7 F=bFVUILKOKZNEAKS mLT DU T LATLER L 7, JRMHiR 2 A
PEL72CI =H 7 AT F L7, ASmLCHEMNEZE-> Tt F Lz, S5I78 =1
UL,k (60:40, viv) JRIGEMLEZE T L, ZHODMHEEEZE T, CgI =0T L%1%5
MR L72%, 7 h=RFVU V10 mLEJE F L, EHIREZEY, 40°CLLTFoKEH T
UL L, RBIXERKE F CEEAEE L,
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Aoy MHEXE (~LA KU Y)

6.4PSA/ 7 ) VVHEREI =N T AT X HRER

PSA,/ 7 u ) DEEI =h T AMI~FH 2 /T8 F (85:15,viv) TRIESE mLEFE T L
ATALER U 7=, FRBE W % [RIIRHRLI0 mLCIEME L, RTALEE L7-PSA /7 a U D)V I =7 T A
B Lz, S HIZIHANRIKLI0 mLTHEEBNZTES Tt F Lz, 2 TORMKZ GHEERY,
A0°CLL T DK TR CIUERM L, RBITERKL F CHREZ R E L,
6.5. &

PR A EED A X ) — VIR LT-, ZOWIKRAZBTRSEoRE s a~ 757 « B
BOWEHEAL TE— 27 EEZ RO, MEMRLD VA N v oEEZRD, O
FRERE AR LTz,

7. EERFELOQ) & UMk H R AE(LOD)

EERAAYE SRR B AT T FE IR A
(ng) (9) (mL) (WL) (mg/kg)
0.002 10 100 2 0.01
Foo/ MR H B AAURHR AR BN FREH RS
(ng) (9) (mL) (WL) (mg/kg)
0.001 10 100 2 0.005
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Aoy MHEXE (~LA KU Y)

8. [EN R

OINTIETER D T- 8, IRIGEREH R OVE IR R o SEALEEEREL 2 V¢, 0.01 mglkg (B &R
i), 0.25% O mo/kgiRANE B (2 531 2[RI GRER 2 &5 /AT C 320 L7z, 1, MEALE
AEHI2E ST L, 2 CERERARM CH-o7, FIROR R E~T,
TR FZE O AR

8.1. Bl
v WINYEE EIfIy e RIS SE Ve RSDr
(mg/kg) (%) (%) (%)
/e 5 101, 100, 100,
99 2.4
08, 95,
/0 0.25 98, 97, 94,
95 2.7
93, 92
R 0.01 110, 110, 110,
106 5.2
100, 100,
8.2. B
v WINyEE EJveEs S [ANY R RSDr
(mg/kg) (%) (%) (%)
=1 5 104, 101, 100,
101 1.9
100, 99,
B IR 0.25 101, 99, 98,
97 3.0
95, 94
= 0.01 110, 110, 110,
106 5.2
100, 100,
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Aoy MHEXE (~LA KU Y)

9. FBEEH

[ SRR A T 2 S BT DA S DO EEOE IO FEICHOWT) CERRHEAH 1H f)
TR T SIEAR SR A R R R AR RS ([CEROX, NEBEE AT o7,
FERELVE . 20 A 2 D T8I, BURIKO MEREE K L A Y 0.1 mg/kg
(&19?4~:/%waﬁﬂ)%%ﬁbto%@ﬁ%,T%K%#io Z ARV R
SR o T,

X, 20134F10 H S D f b AR BEAE BRI A (— ARV ETiE AR 2 et v 7 —)

BT HZAa T TZR2TH -T2,

9.1.2H

. EES AL B X D
AR INE| 5 L 7= [l

(%) SSHHE (mglkg)

2014/10/30 =5 103 <0.01
2014/11/5 RIK 97 <0.01
2014/12/17 =t 119 <0.01
2014/12/19 = 119 <0.01
2014/12/22 /1 109 <0.01
2014/12/25 = 112 <0.01

[EIERE OB E - 0.1 mg/kg (JRAY)

“hiHY B A RR

9.2 .85

. EES AL FE X D
Sa INE| 5 L7 [

(%) S3MTAE (mg/kg)
2014/11/ 6 I 08 <0.01
2014/11/ 7 B IR 106 <0.01
2014/12/18 7 A 106 <0.01
2014/12/19 =1 112 <0.01
2014/12/22 IR 109 <0.01
2014/12/25 T 106 <0.01
[EEEF O RN © 0.1 mglkg (IRE)

“Hhi B 2 i
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10. PRIFZ REPERERS

Aoy MHEXE (~LA KU Y)

Bt UTe S HELHEEBHT A~V A B U 2L, miERT (—20°CLAT) ICBURE PR AT

Uiz, —EMIRIPRAE L7248, [FRRICHT L ClRINRZ KD, RAFHOLEMEZ MR LT,
RAFLEMEDRER &R T,

10.1.52 K
‘ WO B PRATHI Eleess RS E] e
35544
(mg/kg) (H) (%) (%)
R 1.0 153 (2014/ 7/22-12/22) 92, 91 92
=gt 1.0 15 (2014/12/10-12/25) 99, 97 98
= IRy 1.0 162 (2014/ 7/10-12/19) 100, 96 98
10.2. 522
WRINR B PRAFHAE Elyess RS EIES
3544
(mg/kg) (H) (%) (%)
KK 1.0 153 (2014/ 7/22-12/22) 93, 90 92
=it 1.0 15 (2014/12/10-12/25) 98, 95 96
=g 1.0 162 (2014/ 7/10-12/19) 94, 93 94
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Aoy WMHEXE (~L A RU V)

fB-1. =< A A7 F L
cis~ LA N DT AR "LV (—IRAF V) O—fF (IEE— R)

x10 4 + Scan (0.147-0.399 min, 22 scans) scan_posi8.d

2.75 408.0

2.54
2.25

24 391.1
1.754

1.25 149.0 355.0

429.1

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460
Counts vs. Mass-to-Charge (m/z)

cis- LA R DT aH g hAxy L AT LD
(7 B—H—A F > mlz=408.0, [EE—K)

x104 + Product lon (0.133-0.388 min, 22 scans) (408.0 -> **) production_posi.d

183.1

318.9

2549 355.2

ol . T .
60 8 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
Counts vs. Mass-to-Charge (m/2)

trans-~JL A N U LD AANRXYT ")V (—IRA A V) O—fH (IEE—R)

x10 4 + Scan (0.135-0.399 min, 23 scans) scan_posi2.d

2.4+

1.8+ 355.0 408.0

1.2 111.2 135.0 182.9
14 149.1 279.1

0.8 1631 205.0

06 2301 338.3

0.4 296.9 371.1 4961
0.2 255.0

391.1

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460
Counts vs. Mass-to-Charge (m/z)

trans-~ IV A MU DTy NAFy AT K LD
(7 B —H—A 4> mlz=408.0, [EE— K)

x104 + Product lon (0.130-0.445 min, 26 scans) (408.0 -> **} production_posi.d
183.0

T | | *
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
Counts vs. Mass-to-Charge (m/z}
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Aoy MHEXE (~LA KU Y)

MR-2.cis=-V A RV D= N7 55 (RFEH)

-2-1. 2R

HEHESL 0.04 ng

HEYE S, 0.002 ng

2 ul/100 mL/10 g

+ MRM (408.0 -> 183.1) std1-2.d

+ MRM (408.0 -> 183.1) std4-2.d

+ MRM (408.0 -> 183.1) sample7.d

2 ul/100 mL/10 g

2 ul/100 mL/10 g

£ x104 ] £ x10 4] £ x10 4]
> > >3

8 151 3 15 3 15
1.4+ 1.4+ 1.4+
1.3+ 1.34 1.34
1.2 1.24 1.24
1.1+ 1.1+ 1.1+
14 8 iy
0.9 0.94 0.94
0.8 0.8 0.8
0.7+ 0.7 0.7
0.6 0.6 0.6
0.5+ 0.5+ 0.5+
0.4+ 0.4 0.4
0.3+ 0.3+ 0.3+

0.2 0.2 l 0.2 l
0.11 A 0.11 0.11

- : : : 0 : : b ‘ 0 : S
C 5 10 15 o 5 10 15 o 5 10 15
Acquisition Time {min) Acquisition Time {min}) Acquisition Time {min)
TR 5 [EALER 1 A TR 5 [EILEE 3 A4 EIRF 5 [EIALER 7 H %

2 ul/100 mL/10 g

+ MRM (408.0 -> 183.1) sample2.d
£ x104 ]
=}

8 1.5
1.4
1.3
1.2
1.1

1,
0.9
0.8
0.7
0.6
0.5
0.4

0.3+
0.2+

0.1
A

0 T

o 5 10 15
Acquisition Time {min)

+ MRM (408.0 -> 183.1) sample3.d
x104 |

Counts

1.5
14
1.3
1.2
1.1

14
0.9-
0.8
0.7
0.6
05
0.4-

0.3 l
0.2

0.1+ L

0- T T T
0 5 10 15

Acquisition Time {min)

+ MRM (408.0 -> 183.1) sample6.d
x104 |
1.5+
1.4+
1.3+
1.24
1.1
14
0.9
0.8
0.7
0.6
0.5
0.4

0.3 l
0.2

0.1+ ﬂ

o-

Counts

0o 5 10 15
Acquisition Time {min)
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FHR-2-2. 3=

FEHES, 0.04 ng

Ana

FEHE R 0.002 ng

WPEXE (~L A R YY)

B AL
2 ul/100 mL/10 g

+ MRM (408.0 -> 183.1) std1-2.d + MRM (408.0 -> 183.1) std4-2.d + MRM (408.0 -> 183.1) sample9.d
2 x104 £ x104 £ x10 4]
3 3 3
8 154 8§ 15 3 154
1.4 1.44 1.44
1.3 1.34 1.34
1.2 1.24 1.24
1.1 1.14 1.14
11 8 I
0.9 0.94 0.94
0.8 0.8 0.8
0.7+ 0.7+ 0.7+
0.6+ 0.6 0.6
0.5+ 0.5+ 0.5+
0.4+ 0.4 0.4
0.3 0.3 0.3
0.2 0.2 \L 0.2 \L
0.1 l 0.1 0.1
- : : : 0 : : i ‘ 0 : e d
C 5 10 15 o 5 10 15 o 5 10 15
Acquisition Time {min}) Acquisition Time {min) Acquisition Time {min)
R 5 [EALER 1 A B 5 [EILER 3 H % EVIRF 5 [BIALER 7 H %

2 ul/200 mL/10 g

2uL/200mL/10 g

2 ul/200mL/10 g

+MRM (408.0 -> 183.1) sample2.d
x104 |

Counts

1.5
1.4
1.3
1.2
1.1

14
0.9+
0.8+
0.7+
0.6+
0.5+
0.4+
0.3+
0.2+
0.1+

0- T

%

o 5 10 15
Acquisition Time {min)

+ MRM (408.0 -> 183.1) sample4.d
x10 4 |

Counts

15
1.4
1.3
1.2
1.1

14
0.9+
0.8+
0.7+
0.6
0.5+
0.4
0.3
0.2
0.1+

0 T

%

0 5 10 15

Acquisition Time {min})

+ MRM (408.0 -> 183.1) sample5.d
x10 4]

Counts

15
1.4
1.3
1.2
1.1

‘],
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

O,

H

0 5 10 15

Acquisition Time {min)
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Aoy MHEXE (~LA KU Y)

£-3.trans-=V A R D7 a~< 87T A ((RFEH)

1X-3-1. BH

HEHES 0.04 ng HEYE S 0.002 ng EIR MEALER
2 ul/100 mL/10 g
+ MRM (408.0 -> 183.0) std1-2.d + MRM (408.0 -> 183.0) std4-2.d + MRM (408.0 -> 183.0) sample7.d
g x10 4] g x10 4] g x10 4]
8 15 8 154 8 151
1.4+ 1.4+ 1.4+
1.34 1.34 1.34
1.2+ 1.2+ 1.2+
114 114 114
14 14 14
0.9 0.9 0.9
0.8+ 0.8+ 0.8+
0.7+ 0.7+ 0.7+
0.6 0.6 0.6
0.5+ 0.5+ 0.5+
0.4+ 0.4+ 0.4+
0.3+ 0.3+ 0.3+
0.2 0.2 l 0.2 \L
0.1+ 0.1+ 0.1+
0- ‘ _,_L ‘ 0- ‘ A 0- ‘ A
0 5 10 15 0 5 10 15 0 5 10 15
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
TR 5 [EALER 1 A TR 5 [EIAEE 3 H 1% IR 5 ELEL T B 1%

2 ul/100 mL/10 g

2 ul/100 mL/10 g

2 ul/100 mL/10 g

+ MRM (408.0 -> 183.0) sample2.d
x10 4 |
1.5
14
1.3
1.2
1.1
14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2 l
0.1

0- .

Counts

0 s 10 15
Acquisition Time (min)

+ MRM (408.0 -> 183.0) sample3.d
x10 4 |
1.5
14
1.3
1.2
1.1
14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2 l
0.1

0 ‘ o

Counts

0 5 10 15

Acquisition Time (min}

+ MRM (408.0 -> 183.0) sample6.d
x10 4 |

Counts

1.5
1.4
1.3
1.2
1.1
14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2 l

0.1

0- ‘ e
0 5 10 15

Acquisition Time (min)
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Aoy MHEXE (~LA KU Y)

HE-3-2. B3
PSR 0.04 ng FEHESL 0.002 ng B AL
2 /100 mL/10 g
+ MRM (408.0 -> 183.0) std1-2.d + MRM (408.0 -> 183.0) std4-2.d + MRM (408.0 -> 183.0) sample9.d
g x10 4 | g x10 4 | g x104 |
8 15 8 15 S 15
1.4+ 1.4+ 1.4+
1.34 1.34 1.34
1.2+ 1.2+ 1.2+
114 114 114
14 14 14
0.9+ 0.9+ 0.9+
0.8 0.8 0.8
0.7 0.7 0.7
0.6 0.6 0.6
0.5+ 0.5+ 0.5+
0.4+ 0.4+ 0.4+
0.3 0.3 0.3
0.2 0.2 \l/ 0.2 \L
0.1+ 0.1+ 0.1+
0- : ) : 0- . ‘i : 0- . R
0 5 10 15 0 5 10 15 0 5 10 15
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
IR 5 [EALER 1 A% B 5 [RIALEE 3 % EWRE 5 [RIALER 7 H %

2 ul/200 mL/10 g

2 ul/200mL/10 g

2 ul/200 mL/10 g

+ MRM (408.0 -> 183.0) sample5.d
x10 4 |

Counts

1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2

0.11 JL
0,

0 5 10 15
Acquisition Time (min)

+ MRM (408.0 -> 183.0) sample4.d
x10 4 |

Counts

1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2

0.1 l
04

0 5 10 15

Acquisition Time (min}

+ MRM (408.0 -> 183.0) sample2.d
x10 4 |

Counts

1.5
1.4+
1.3
1.2
114

14
0.9+
0.8
0.7+

0.6
0.5+ \L
0.4+

0.3+
0.2
0.1

0- T T T
0 5 10 15

Acquisition Time (min)
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R265FEE BEBREKICI T D1EM O 7 N—F L OBRET DO 7= ORBREFEFE
BRESWHMO A ) 72D

1. St &g

AI) I8V

b%4 1,1 -iminodi(octamethylene)diguanidine
Fonm eV CigH4iN-

Gansi 4 355.6

&

HNY NH2 HZN\KNH

NH NH NH
~ vl /
T (CHy)g

H Ui : The Pesticide Manual 15th Edition.

A7 78V ZER

b54 - 1,1 -iminodi(octamethylene)diguanidinium triacetate
Sa R RV C24Hs3N;06
I 535.7
SR
HJQYNHZ HZN\’/:HZ
NH~__ /§H2 NH 34
(CHDs ™ (o)
A=CH;CO,
LN T4 55
[ 143.0~144.2°C
ARE - <0.4mPa (23°C)
S BLAREL log Pow =-2.33 (pH=7)
FRRME 7K 764 g/L (20°C)

=% ) —) 117, A% /) —/ 777 (LLE g/L, 20C)
i #i : The Pesticide Manual 15th Edition.
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2. RS R OREK
A 7Y ZFRBEREES, - R 99.1% (Frobfisksy)
TER=RU, Zaakivhs, 2K —): REEERBRH EIFEER)
T h=FrU:LC-MSH (B
K: BT F4 FPAR-0015-0VI(HM JEYR N 22— U » 7 ZTL (Avh ) )
TH®E L 2K
BsA A A =715 I InertSep CBA500 mg/6 mL (39 —x Lo = > i)
A F T —3 3K IPC-PFFA-4 (LC-MS H) ,
LAF IPC & g7 R AR L)
T =V MR - Rk (FeRigEmy)
KEE(LT R U 7 A Rk (B b HEY)
He - AEeRIEH FIRb)
ke - Fetk (BEHR b8
WAL N U DA ik (B bR
UVl KFEHY DL Rk (BB LR
U U PRAEENR - ) R T KFES ) T L 2.713 g EKICIARR LT-14,
0.1 mol/L ZKffbF RNV O Nk Z Nz, pH A—%—T
pH=6 [ZFEL L 72 & D,

3. BEKUBES
¥V —: /A4 PF—FDLC-NXI2PS (/A PF— | « 7 AV i)
pH A — % — : F-22 (Y HLERT)
Wik7 v~ ~7Z 7 « EESHEF (LC-MS) : Agilent 1100 LC/MSD (7 ¥ L v R
T — ZHLEREERE . ChemStation (7L > M)

4. WK a< N5 7« BESWEOEBRESM:
4.1. 7 u< 75 7 OBIESM:

VAN Inertsil ODS-SP (¥ — = )L > A )
AEE 2.1 mm, £ 150 mm, KifE 3 um

PR 5mmol/LIPC/ 7k k=K VUL
75:25,v/iv—(10min) —55:45,v/v (3 min)

Vi 0.2 mL/min

BT NI 40C

HEAE 2 uL

PrFrRE #9 12.1min
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4.2. BEDHTEF OBRIESRN:

A F Ak L7 haRFL—A A Akik (ESI)
EE—FR

HZI8 T AYRTE 350°C

VLA AT A B 12 L/min

X7 TAW—HT] 50 psi

A X BNEE 3000 V

77T A —FEE . 250V

A A R SIM ¥4

F=H ) TAF m/z 356.3

5. BREMRDIER

A7 E Y S HERERERER305mg (2 ) 7 XV L C20.0 mgHY) %20 mLE
AAT T AAKERL, AH /) —/VICEEfE L CT1000 mo/LIEEHERUR 2 L L=, Z DRk %
A B )=/ CHRL T20 mo/LEEERIK 2R LTz, Z OF#K %5 mmol/L IPC/ 7 & =k
UL (55:45v/iv) i TA R L C0.0025, 0.005, 0.01, 0.05K% TR0.1 mg/L DHE HEy 4 fi
L7, ZOWEEMZRAMEOHEs o= 757 « BESHFHIIEAL, F— & QL
EHWCTA I/ 72TV O—r @S &2 E L, Ml ERE (ng), ftilice—rma% &
> TR ER A ERR LTz,

6. SrHTHRfE
6.1. REFDORTLEE

AEHE, FxE2MUI8HFIL, MAD2OEZM|MY Aoz (HIER), Z02k % HKE S
FrAFEE L, 720 02/ %2 RASHTHREE Uiz, RO HREHIRA & BEI2)T,
REDEZEZJE LT, X, RE, REKOREOKMIAOSEEZRE LT,

QMO RFENSHHRED S LI A A X ) 7 X DU ARENE L, M L7z, #iolatet
2.00kglZkt LT/ 7 = U IEEEHES00 g &2 WSl L C R ¥ —TH—b L7z, W0 Atk
IZHOWT G RE & RIERICTHREUR 2 /F I U 7o, RFHHREUEHI2ML BERL L, e st
L Tmmfefs (—20°CLAR) L7z, irbfic 2 oA By, siricfik Lz,

6.2. fhH

YAt U7=itkl25 g GRUEI20 gfi4 &) & 13200 &0, 2 mol/LKER{LT R U 7 L&A A
X ) —VIRIEIS0 mL& Nz, 300MIE L 5 Uiz, fitida Ak a8 74 il =k T 51 A
MWL, A AKX ) —50mLTH, [FEHEICAHE LT,

6.3.7 B 1)L LEGRTA

R IZ10%5E b7 B U 7 AE#K100 mL & OV v v kL 5150 mL% 20l HZ AL, 2

EOMERWTESMM LIRS 5 Lic, B, 7 rafRLh@asmlL, Kok
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R/ s I5mLaMAFERROIRE 5 ROV ROBELEY KL, 7 vkl bEx
nA&bET,
6.4 FiERER YA
A7 a v RV N &S RIESFIC AR, K30 mLE O mol/L fife 2 mLAE Nz 35 & 5 4
AWTEHHIIM L <IRE O Lo, WREER, KEESEL, 7 v rdk/LAEICidk20 mL
SO mol/L il 0.5 mLA MR FERDIR E 5 MOV IOEEL VIR L, 2KEEZ GO
776
6.5.CBAI =% 7 AT L 158
CBAI =T LITAK ) —/b, KO U FRRmER & IARS mL3 O3t N LATLEE L7,
KIEIZ Y FEREE LS mLA Nz, 12 mol/LYERAYSHE, 1 mol/LYERAY R & UR0.1 mol/ LI FAYS
% W CpHBIZFREL U727, U U ERfRER 2 IV C100 mLIZEA L, ZD10 mL GRER2 g
HYE) 20, CBAR =T LB LT F L, b2, A%/ —/)LKU2 mmol/LiE
o A S ) —VEIERIOMLT O F L, 2o Otk A # T/, &RIZ, 50 mmol/LiE
REAAAK 7 —L 15mLEWE N L, WHIRKZEY, 40°CLL T ORI H CIRUERM L, &
IXERLE F TR A EE L,
6.6. EE
FEAW) & B D5 mmol/L IPC/ 7 & b=k UL (55:45viv) JRIRIZEfE LTz, = DR
AL ORI v~ N7 Z 7 HEBOMFHIEAL TE— 27 H3 &R, MEHRLY
A7V OERERD, W OBRBIREEZRE L,

7. EEBFELOQ) M UMk HifR FE(LOD)

E B[R AAH Y = FBHER AR EAE i B[RS
(ng) (9 (mL) (BL) (mg/kg)
0.01 2 4 2 0.01
e/ R AUBHER B AT IR EAE i HABR S
(ng) (9 (mL) (BL) (mg/kg)
0.005 2 4 2 0.005
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Auy WEXE (X /727Y)

SINTERERR D723, EIRFEE R O a0k 0 MBI EUEE & IV ¢, 0.01mg/kg (7 &R
SAR), 0.25K OB mg/kgdS M LT 31T % [BIGAER 2 45 5i o3 A C 92k L7, 1, MEALER

AEHI2E T L, 2 TERRARMG TH -7, BFEROFE MR EZ R,

R O LR
8.1. Bl
v WINYEE EIfIy e RIS SE Ve RSDr
(mg/kg) (%) (%) (%)
PRI 5 103, 98, 96,
96 4.9
95, 90,
/0 0.25 106, 105, 102,
102 3.4
102, 97,
/0 0.01 120, 120, 100,
106 12.7
100, 90,
8.2. B
v WINyEE EJveEs S [ANY R RSDr
(mg/kg) (%) (%) (%)
=1 5 103, 94, 93,
95 4.7
93, 92,
B IR 0.25 111, 98, 94,
98 7.8
93, 93,
= 0.01 120, 90, 90,
94 16.1
90, 80,
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9. FBEEH
[ SR A TR 2 S BT DA S DO EEOE IO FERICHOWT) CERRHEAH 1A )
TR BT B A ATE AR R B R EER R EE) (TS, WEREEHZIT o7,
ERELYE . 20 A A2 D 2T LI, FURIEO PR K O X/ 7 % 0.1 mglkg
%Mﬁﬂ(?¢)74~:/%mwwﬁﬂ)%ﬁﬁbto%®ﬁ%,T%Lmﬁio_u
R b holz,
X, 2013410 H 2 o f b AR BEAE PG A (—ARIETE AN RS2 et v 2 —)
BT HZAa T3 TZ2TH 12,

9.1.2H

. EES AL B X D
Far INE| 5 L 7= [l

(%) Sy HTIE (mglkg)

2014/12/16 =5 85 <0.01
2014/12/19 Rk 88 <0.01
2014/12/23 i N 96 <0.01
2014/12/24 =05 102 <0.01
2014/12/25 I 94 <0.01
2014/12/26 Sl 94 <0.01

[ O BN EE ¢ 0.1 mg/kg

it B &R

9.2. 1%

. Gl AL B X D
3T B it/ L 72 [

(%) SIMTAE (mg/kg)

2014/12/17 =105 96 <0.01
2014/12/18 /3 93 <0.01
2014/12/22 K 91 <0.01
2014/12/24 = 97 <0.01
2014/12/25 Rk 106 <0.01
2014/12/26 K 80 <0.01

[EINECEFO TN - 0.1 mg/kg

it B AR
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10. PRIFZ REPERERD

Auy EXE (/727 0)

)b Lo S AN A X /) 7 2 V2 RINL, W (—20CLLT) (IZHR PR
17 LT, —EMIRIRAT L72A%, RIS AT L CIRINER 25K, TrAF T DL ENEZ il L7,

TRAELREVEDFER 27”7,

10.1. 2
‘ I B TRATHIH] Eles S ENN R
I3 44
(mg/kg) (H) (%) (%)
KK 1.0 156 (2014/7/22-12/25) 97, 93 95
= 1.0 16 (2014/12/10-12/26) 101, 100 100
=45 1.0 167 (2014/7/10-12/24) 104, 103 104
10.2. 25
IR B TRAT IR [E s S| ElE
#1534
(mg/kg) (H) (%) (%)
KK 1.0 156 (2014/7/22-12/25) 93, 89 91
i N 1.0 16 (2014/12/10-12/26) 99, 99 99
o I 1.0 167 (2014/7/10-12/24) 105, 105 105
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F-1. < ARRYZ F L
AI ) IEIDDVARARY MLO—ff] (IFE— R)

*MSD1 SPC, time=4.157 of C:¥CHEM32¥1¥DATA¥140912¥SCAN000003.D ES-API, Pos, Scan, Frag: Var

1 )
100 >

1 8 Max: 146314
80 4
60 -
40 4

] 4

— 8
20 ™ el

| = 2

[sr] (3]
0 1o o | ' I L ! ‘\ |
| | |
100 200 300 400 m /2|
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2. A I 22 Drua<w NS5
-1. Bl

fF1%]-2

FRYES 0.2ng

Auy EHXE (/7 47V)

L (fRE&B)

HEYESL 0.01ng

2ul/dmL/2g

MSD1 356, EIC=356:357 (C:¥CHEM32¥1

MSD1 356, EIC=356:357 (C:¥CHEM32¥

MSD1 356, EIC=356:357 (C:¥CHEM32¥

5000 5000 5000
4000 4000 4000
3000 3000 3000
2000 2000 2000
1000 1000 l 1000 \L
. : A1 : AN
0 T 0 T 0 T
0 10 min 0 10 min 0 10 min
TR 5 [EALER 1 A IR 5 [EIALEE 3 H % HIR 5 [EIALER 7 A%

2ul/4mL/2g

5000

4000

3000

2000

1000

MSD1 356, EIC=356:357 (C:¥CHEM32¥1

min

2ul/dmL/2g

MSD1 356, EIC=356:357 (C:¥CHEM32¥

min

2ul/dmL/2g

MSD1 356, EIC=356:357 (C:¥CHEM32¥

min|

38



FHR-2-2. 3=

Auy EHXE (/7 47V)

FEHER 0.2 ng FEHER, 0.01 ng Ry LR
2ul/4mLi2g
MSD1 356, EIC=356:357 (C:¥CHEM32¥1 MSD1 356, EIC=356:357 (C:¥CHEM32¥ MSD1 356, EIC=356:357 (C:¥CHEM32¥1¥DA
5000 5000 5000
4000 4000 | 4000
3000 3000 3000
2000 2000 2000
1000 1000 | \L 1000-|
L ] I ]
! N
0 | ' 0+ | ! O’ L | !
0 10 min 0 10 min 0 5 10 min
R 3 [EALER 7 A WA 3 [EIALEL 14 A TR 3 [ 21 H 4
2ul/4AmL/2g 2 uL/4mL/2 g 2 uL/4mL/2 g
MSD1 356, EIC=356:357 (C:¥CHEM32¥1 MSD1 356, EIC=356:357 (C:¥CHEM32¥ MSD1 356, EIC=356:357 (C:¥CHEM32¥
5000 — 5000 5000 —
4000 4000 — 4000 —
3000 3000 3000
2000 l 2000 l 2000
1000 1000 — 1000+
T 7 T 1 T
0 | ' 0- | ' 0 | '
0 10 min 0 10 min 0 10 min
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i,

)

ERR264EE BEBEIT BT IO 7 NV — T L ORF D= DRBREFEFE
FERE IO ER, (TR

LA ERS
B AE B PWER RVWER RER REROTY  ERELO%) RE DTS
% A% kgifE)  (kg/fE) (kg) (kg) Ry R (mm)
IR 0 — 1.86 2.01 22.3 133 94 6 1.2
E 1 1.93 9.66 94 6 1.3
E 3 2.04 10.2 94 6 13
E 7 2.20 11.0 93 7 1.4
FH) 94:6 SEH) 1.3
ek 0 - 1.38 1.45 8.25 8.67 90 10 1.2
E 1 1.42 8.52 92 8 1.3
E 3 1.48 8.86 92 8 13
E 7 151 9.05 91 9 1.4
F#) 91:9 1.3
B 0 — 2.29 2.24 34.3 18.6 85 15 1.8
E 1 2.10 12.6 92 8 1.3
E 3 2.25 135 93 7 1.8
E 7 2.33 14.0 93 17 1.2
4 91:9 EH) 1.5

3IFH ORI B BIFL DI E D

1.90 kg/{# 135

E: 7vF7=v L3
A7 ETy, SR Y U KROMEPESEILEE
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2/EMER
21K

IR HEALER IR ALPEL A %

e
RYE ALEE3H 1R RYE ALERT H A%
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= S e SR

A ALEE3 % A ALERT B %

42



Auy REXE GUEHEES, (FY5R)

Bl AEALEH B ALEEL A %

R ALPEE3H % IR ALEET A%
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