Aoy MBEXA (fTaoty)

BB BIT BEMD 7 Vv—F1L - BESHEEMO

A =88 sV
1. SR WE
A= 2
b5 - 3-(3,5-dichlorophenyl)-N-isopropyl-2,4-dioxoimidazolidine- 1-carboxamide
57 C3H5C1LN;05
T 330.2
g | 0
%
N?J’N“‘CONHcH(cHJJZ
cl 0
7N SEER P
Ao 134°C
ARUE 5x 10~* mPa (25°C)
S BLAREK log Pow = 3.0 (pH=3 &% UpH=5)
ViR 7K 13 mg/L (20°C)
Fo %7 —n 10, TEh=hU/ 168, L=z 150,
FEfig—F /L 225, 7 b2 342, Y/ mua XX 450,
~FH 059 (ULE gL, 20°C)
& ENE FeMESRh T CHolpY e, MRS T Tor i

Y, 1~7H (pH=7), 1KFfIARG (pH=9)
TRESHE H CIRERAMRT L0 R, BEUREGE Tl iy 2 e
H  H#L : The e-Pesticide Manual 15th Edition. ver. 5.0



Aoy MBEXA (fTaoty)

AR LN L7
b4y N-(3,5-dichlorophenyl)-3-isopropyl-2,4-dioxoimidazolidine- 1 -carboxamide
ﬁ\%iﬁ . C13H13C12N3O3
Gy Fi 330.2
0
G
(CHg),CH—N cl
)W\NH
d CO
Cl
PE IR SRERGES
Al 199.5°C
i A T A AR TR (R= b b)) Wi E (fF16P-5-137)

2. B KR URER

A Tm DA R MR 98.2% (BIHLEAEY)

A T\ D AR MIEE 99.6% (Foilisk T268)

TR R=MUb, TR M2 RN (ROEHEE TR

T h=hU: LC-MS H (Fieflidi T3 5)

7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) Cf5 8 L 72 /K

MR - BCRRRR (Fnoahisi T 3650

WEfR T e =0 b i3 RRR (FoBAisE T35

Cis 2 =% 7 A : InertSep C18-C, 1 g/6 mL (¥—= /LA = 2fl)

B Kk O

BT KFF ARZ—+ bR AG245% 1U'XS2002S

L - T— 7Y K+ F A FG-60KBM & U'FV-60KA2
N 7 kAT A BRI —7 R-45

K O¥wa 7R 7 —7" BLIXER-5Plus
Wik v~ N7 7 - EESHTEHY AT A (LC-MS/MS) :

7 YL b 1290 HPLC

7Y L2~ 6460 Triple Quad LC/MS
7 — X ALPRAEE 7 YL >~ MassHunter



Aoy MBEXA (fTaoty)

4. Wiy~ N7 57 - BESWE OBRESM
41 BEREI o< NTT T

VA7 NNE ZORBAX Eclipse Plus C18 (7 ¥ L hi)
NEE 2.1 mm, &£ 100 mm, K 1.8 um

VAR - 7 b=k U5 mmol/L FElET > E =17 L
50:50 (1 min)— (4 min)—90:10

Pk 0.3 mL/min

7T BIRFE 40°C

ABHE A - 10 uL

TRFFRER - A 7 YA ;3.7 min

4.2. EESHE

A7 a A AR ;K 4.7 min

A A AkIE ¢ Tl 7 ha A7 L— A F1kik (BSI)
BAE—F

R MR T AR 300°C

R MR T A 3 L/min

X7 TA Y —HT] 45 psi

= AT AR 250°C

VAT A& 12 L/min

A F L HBNERE 5000 V

7T TR —EE

ol g VEFE

A A ARk

E=Z VU TAF

ATVt 75V

A 7a A AEHY 50V

A7ty 2V

ATa v ARG 5V

(2 ¥ a ANy

MRM

AT Fy TV I——AF m/z327.9
TaX s A4y m/iz242.9

ATaoF @Y 7Y I —Y—A 4 m/z327.9

Ta s hAAY miz141.2



Aoy MBEXA (fTaoty)

5. IREMDIER

AT TH RO, T a DF ARG OB LER 102 TM0.0 mg (4510.0 mgtHY) %
Kx50 mLOA AT T AR L, 7% b A L CT200 mg/LAEHERR 2% L7,
KRR EERETOIRAL, 7 h=FU K (50:50, viv) 1BHE AR L C0.000125,
0.00025, 0.00125, 0.0025 7r0.005 mg/LDEATEMESIK 208 L7, £ D10 uL & Airiset:
DR a~ 777 < BEOHFHIEAL, T—XUEEEZ AT T a4 kO
A7 F RO — 7 mREEZRE L, BicE SR (ng), M — 27 EE &> T
BB A VERL LT,

6. L

6.1. SHTHRAE

6.1.1. FEtORILE

ZE LB OEEL B4, &2 ZHHI8TEIL, ZNENOXMDO2 %Y &
B GHERD), 202 %2 RFESHTHFRELE L, 720 022 RASHTHEREE L, 2
MORESFARED S B, HHOEEEZ I —TH b L7 (D O FITERMAIN %
BT T = VTN ARELE L), 2MORROHTRRENT, RAEREICDTT, £
OO EELE I XV —TH b L7z RV OIZISNMBIN LI 2T Z =7 538t ARk
e L),

Bol-RARREL REEEZAVCRAREEREL (%) 28 LA,

6.1.2. fHH

B)—Ab LT R AFREE TR IR0 g2 =A 7 7 A 3iZidn &0, 78 100 mL%E
MMz T304 M E S Lz, itz A a5 7ol iR clsl A L, &KiEx 7 &
k50 mLTHEWY, FIERIZAI LT, A ZGHET & F o T200mLIZER L, £ D2.5mL
(GREF0.25 ghF Y &) A4y ELL 7=,

6.1.3.CisI =W 7 LT X HHER

Ci =17 DZ0A%ERE AT & b=k U /L5 mL} OR0.1%FERSS mL % EXRFE T L AL
L7, ATEOMMHKIZ0.1%EES mLa N2 TR L2k, AiEEL7-CI =17 AlZ
WF Lz, SHIZ01%EEE AT b= KU, /7K (50:50, v/v) IBIES mLEWE FL, Zih
HOWHRE Tz, WIZ, 0.1%EBEA 72 =K~ ULk (70:30, v/v) JE#Z10 mL%
WFL, WHIRAETLD, 40°CLL FOKIBH CRITIEME L, RZITEREX F CIREZ /8=
L7z,



Aoy MBEXA (fTaoty)

6.1.4. EE

W ET 2 = KUK (50:50, v/iv) TRIES mLICEEME L, SEIZG U CRIBKR CA
W7z, ZOWRD10 pLERIGEEF DMK v~ 7T 7 BHEGHFHIEALTE—2
HfEZRD, MEREIVA T U4 RO T a4 A O EEZ KD, o4
PRI AR LTz,

6.2. EEREFELOQ) K UM HiFRAE(LOD) "

TE B RS Y AR B B SV IR ENE TE B PR
(ng) (8) (mL) (nL) (ppm)
0.0025 0.25 5 10 0.005

/Mg R B R VSR AR fe TR
(ng) (8) (mL) (nL) (ppm)
0.00125 0.25 5 10 0.003

UTa Uty A TaTF R TIG [E U,
F72, B, RECOWVWTHEWTLI[E CfE



Aoy MBEXA (fTaoty)

6.3. [EIXEE
OINTIEMERR D T- 8, s Fnakeh o e A BEALER AR M OVET IR Rl il oD SR S SE AL R AR 22 FH U
T, 0.005 ppm (EZFRFAHY), 0.25 ppmM S ppmiSINFEEEIZ I 1T 5 B EER 2 45155
MrCo%hi L7z, 7ok, MALEEEUEHI2HE 4T L, & CEEBRRAN (<0.005 ppm) Th o7,
E GRS S e
SERR4EIE PR ERIC I T DI L — T DR O 7 8 DB ZE L F S OB & 6 ]
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RADEIRE

v IR EE a5 RS S| ENES RSDr
(ppm) (%) (%) (%)
A TaTF
i A 5 101, 98, 97,
97 3.0
97, 93
A 0.25 96, 96, 93,
93 3.3
91, 89
e Al 0.005 113, 107, 105,
104 7.8
105, 91
A Fu D F ARG
=3l 5 96, 95, 92,
93 2.5
91, 91
=3l 0.25 92, 91, 91,
91 0.8
91, 90
e Al 0.005 103, 101, 101,
99 3.9
98, 93




6.3.2. REDEINHE

Aoy MBEXA (fTaoty)

Ak TN EES SRR R RSDr
(ppm) (%) (%) (%)
P OrA=RYS 2V
=5 5 100, 95, 95,
95 3.0
93, 93
=05 0.25 91, 91, 89,
88 3.2
86, 85
= I 0.005 116, 114, 109,
111 3.8
108, 106
A T F AW
= IRy 5 94, 91, 89,
90 2.8
88, 88
=40 0.25 90, 89, 88,
88 2.0
86, 86
=0 0.005 105, 101, 100,
100 2.9
98, 98




Aoy MBEXA (fTaoty)

7. RBEEH

BT AR SRR 2 T DA FEDOEEOE RO ERMICOWT) CEMRIF4H 1A
TR TS EAR EEE AR LR AR RS ([CAOE, NERBEER AT o7,
EHILYE . 20MA A D T LIS, B URIKOELPEGUE K 10.05 ppminalel (7 +
U7 4 —ay ha—Alkl) 208 L,

7+ VT 4 —ar ha— LB TR R A R,

F72, 20124E10 7 Efii OB ARSI ERE (MHE ALK Lt ¥ —)
BT HZAaATIZETZILLTH T,

71.7 % VT 4 —a v ba— LB s

7.11.8H
oy 4 SAKINE| il F L 7= [ I LI
(%) 53 M E (ppm)
A FalF 2013/9/19 RIK 90 <0.005
2013/9/20 s 88 <0.005
2013/9/18 B IR 89 <0.005
2013/10/2 =15 103 <0.005
A 7 a4 ARG 2013/9/19 KIK 94 <0.005
2013/9/20 Syl 91 <0.005
2013/9/18 =105 92 <0.005
2013/10/2 e 114 <0.005




Aoy MBEXA (fTaoty)

712.8%
R34 S3HT B il L 7= [ IR AL
(%) 3T (ppm)

A TaF 2013/9/19 KIK 95 <0.005
2013/9/20 i %N 92 <0.005

2013/9/18 =105 93 <0.005

2013/10/2 = 89 <0.005

A 7 a A ARG 2013/9/19 KK 98 <0.005
2013/9/20 N 95 <0.005

2013/9/18 =15 94 <0.005

2013/10/2 =y 109 <0.005




Aoy MBEXA (fTaoty)

8. v MU v 7 R R DOMER

~ MU w7 AREERRIRIE, 4 B3 O BEALERER O B IRl mL& AW 7 Z 2 2255 EL
L, 40°CLL F ORI CRIEEM L, E£R1XE F CIREZ ¥ E L2, 0.0025 mg/LO R &
FRFREEAIR ] mLICWfR L G L7, < Y w7 ARB IR R A RITR T,
8.1.RHA

~ b w7 ZR

k534 Ak
(%)
ATaoF Kok 99
& A 92
B IR} 86
A 7o ARG Y RIK 105
i A 96
G 99
82.R%E
e, - ~ U w7 2R
(%)
ATavH K 95
g 89
&1 104
A 7o AW R 99
AN 97
IR} 99

10



9. REFELEMRER

Aoy MBEXA (fTaoty)

B)— b LTS BN A T u o F v, A T a0 F ARz znehpl#Zaime,
—20°CIZERRGRAT L7z, —EWIRIRAE L2k, [FIRRICT L CIEIR 2R RIFH D%

FEMEZ S LT, REFLEMABROR R ZRITRT,

9.1 RADRGFL EMERERAE R
9114 Tt
IR PRAT I Elles RS E] e
[l 35544
(ppm) (H) (%) (%)
0.5 Kk 71 (2013/7/23-10/2) 96, 85 90
0.5 =35l 57 (2013/8/6-10/2) 80, 75 78
0.5 B IF 86 (2013/7/8-10/2) 84, 82 83
9.1.2.4 Fua ot Rty
IR PRATHI Eles RS E] e
[l 35544
(ppm) (H) (%) (%)
0.5 Kk 71 (2013/7/23-10/2) 94, 90 92
0.5 = 57 (2013/8/6-10/2) 94, 93 94
0.5 = IR 86 (2013/7/8-10/2) 89, 87 88

11



Aoy MBEXA (fTaoty)

9.2 REDREFREMNERBRE R
9214 7aty
IR B ‘ PRAFHIE Ejles SRS [EIN R
[Fl 35544
(ppm) (H) (%) (%)
0.5 KIK 71 (2013/7/23-10/2) 92, 87 90
0.5 = 57 (2013/8/6-10/2) 101, 92 96
0.5 = IR 86 (2013/7/8-10/2) 94, 91 92
9.22.4 FuTF  RE
IR B ‘ PRAFHIE EJes SRS [EN R
%4
(ppm) (H) (%) (%)
0.5 Kk 71 (2013/7/23-10/2) 90, 87 88
0.5 =%l 57 (2013/8/6-10/2) 90, 81 86
0.5 = IR 86 (2013/7/8-10/2) 85, 81 83

12



Aoy MBEXA (fTaoty)

-1, = A ALY R L
f13-1-1. £ TaPF D<= RARART KLV
ATV HF L DTAANNT v (—RA A V) O—fF (BE— )

x10 4 |-ESI Scan:2 (0.2 min) Frag=75.0V X120514B118.d
6 327.9

5.5
54
4.5
4
3.5
3
2.5
2
1.5

14

0.5 H
L . ‘ 1}

0 bt S S B S E— - T T S =
285 290 295 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375
Counts vs. Mass-to-Charge (m/z)

A TaTFrpTaL g B AFxy AT KO
(FV H—H—AF > ; m/z=3279, AE—F)

x10 3 |-ESI Product lon:3 (0.2 min) Frag=50.0V CID@2.0 (327.9 -> **) X120514B236.d
3.44 242.9
3.2
3
2.84
2.6
2.4
2.24
2
1.8
1.6
1.4+
1.2+
1,
0.81
0.6
0.4
0.2 -
O,MHHH L A A A T R i S \HHH\‘H\

T T T T AR S T
170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320
Counts vs. Mass-to-Charge (m/z)

13



Aoy MBEXA (fTaoty)

+3-1-2. £ 7FaPF o REPD~ AR Fv
ATt ARG~ AART L (—kA ) O—f (AF—R)

x10 5 |-ESI Scan:3 (0.3 min) Frag=50.0V X120514B120.d

327.9
1.54

1.4
1.3
1.2
1.19
1
0.9+
0.8+
0.7+
0.6
0.51
0.4
0.31
0.24
0.1 ‘ ‘
[ FRT——— M“m“ : “ \m‘u “ . Al [ . : : . : : :
285 290 295 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375
Counts vs. Mass-to-Charge (m/z)

A Ta Tt o REMDOTa Ly N AX L AT S LD
(FV —Y—AF> ; m/z=327.9, BE—R)

x104 |-ESI Product lon:2 (0.2 min) Frag=50.0V CID@5.0 (327.9 -> **) X120514B234.d

141.2
2.4+

2.2+

24
1.84
1.6

1.4

o e
T
80 100 120 140 160 180 200 220 240 260 280 300 320
Counts vs. Mass-to-Charge (m/z)

14



Aoy MBEXA (fTaoty)

MR-2. BFRDOZ < 755 (RFEH)
ftX-2-1. £ FaoFrnrua< b7 T A

FEYESL 0.05 ng FEHERL 0.0025 ng iRy AL
10 uL/S mL/0.25 g
x102 [-MRM (327.9 -> 242.9) $130920_31.d x10 2 |- MRM (327.9 -> 242.9) $130920_10.d x10 2 |- MRM (327.9 -> 242.9) $130920_04.d
54 54 54
4754 \L 4754 4754
451 451 451
4254 N 4.25] 4.25]
44 44 44
3.751 3.75- 3.75-
35 35 35
3.251 3.251 3.251
34 3 3
2,751 2751 2751
25 25 25
2251 2251 2251
24 24 24
1.75 1.75 1.75
1.54 154 154
1.25 1.25 1.25
14 14 14 \L
0.751 0.75- 4 0.75-
05 . 05 A i osf R
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
I 4 [EALER 1 A EIRE 4 [BILEE 3 F % B 4 [BLEL T A%
10 uL/S mL/0.25 g 10 uL/S mL/0.25 g 10 uL/S mL/0.25 g
x102 [-MRM (327.9 > 242.9) $130920_19.d x10 2 |- MRM (327.9 -> 242.9) $130920_17.d x10 2 |- MRM (327.9 -> 242.9) $130920_14.d
5] 5] 5]
4754 4754 4754
451 451 451
4254 4.25] 4.25]
44 44 44
3,751 3751 3751
359 359 359
3.251 3251 3251
34 34 34
2,751 2,751 2,751
25 25 25
2.251 2251 2251
24 24 24
1.75 1.75 1.75
1.54 154 154
1.25 \l/ 1.25 1.25 \L
14 14 14
0.75 * 0.75 v 0.75 *
05 . N os| . A 051 X - ﬂ .
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

15

Counts vs. Acquisition Time (min)




Aoy XA ([ 7n

fHX-2-2. A1 TeoF RO ra~< 7T A

FEYESL 0.05 ng

FEYESL 0.0025 ng

JF)

ik MEALER
10 uL/5 mL/0.25 g

%10 3 |- MRM (327.9 -> 141.2) $130920_31.d 103 |- MRM (327.9 -> 141.2) $130920_34.d %103 |- MRM (327.9 -> 141.2) $130920_04.d
18- 18- 18-
171 l 171 171
161 Y 16- 16-
15- 15- 15-
141 141 141
13- 13- 13-
121 12 12
1.1 1.1 1.1
1 1 1
0.9 0.9 0.9
081 084 084
0.7 0.7 0.7
061 061 061
051 051 051
0.4 0.4 \l/ 0.4
031 031 031
021 021 i 021 \L
0.1 0.1+ 7 0.1+
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
4 EE | A G 4 EALE 3 B G 4 EE T A
10 uL/5 mL/0.25 g 10 uL/5 mL/0.25 ¢ 10 uL/5 mL/0.25 ¢
%103 |- MRM (327.9 -> 141.2) $130920_19.d 103 |- MRM (327.9 -> 141.2) $130920_17.d 103 |- MRM (327.9 -> 141.2) $130920_14.d
18- 18- 18-
171 17 17
161 16- 16-
151 151 151
141 14 1.44
134 134 134
121 12 12
11 1.1 1.1
1 1 1
0.9 0.9 0.9
084 084 084
0.7 0.7 0.7
061 061 061
051 051 051
0.4+ 0.4+ 0.4+
031 031 031
021 l 021 l 021 \l/
0.1 0.1+ 0.1+
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

16

Counts vs. Acquisition Time (min)



Anay MEXA (fFrvdy)

MR-3. EEDOIZu< T A (RFEH)
ftX-3-1. £ FaoFrnra< b7 T A

FEYESL 0.05 ng FEHER, 0.0025 ng Tk ML
10 uL/5 mL/0.25 g
x10 2 |- MRM (327.9 -> 242.9) $130921_02.d x10 2 |- MRM (327.9 -> 242.9) S130921_05.d x10 2 |- MRM (327.9 -> 242.9) S130920_05.d
5.25- \L 5.25- 51
5 5 4.75+
4.751 4.751 4.5+
451 N 451 4251
4.25- 4.25- 44
44 44 3.754
3,751 3751 354
3.54 3.54 3,25
3.25 3.254 3]
31 3 2751
2.754 2.754 251
2.5 2.5 2251
2.25 2.254
24 21 2
1.75 1.75 1759
154 154 151
1.25 1.25 l 1.259
1 1 b
0.754 0.75 P 0.754
05 o5 A 05 o - o
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
E 4 LR A HI 4 A3 H % HI 4 AT A%
10 uL/150 mL/0.25 g 10 uL/150 mL/0.25 g 10 uL/150 mL/0.25 g
x10 2 |- MRM (327.9 -> 242.9) S130921_12.d x10 2 |- MRM (327.9 -> 242.9) S130921_09.d x10 2 |- MRM (327.9 -> 242.9) S130921_08.d
5.25 5.25 5.25
5+ 54 54
4.75- 4.75- 4.75-
4.5+ 4.5+ 4.5+
4.25 4.25 4.25
44 44 44
3.754 3.754 3.754
3.54 3.54 3.54
3.254 3.25 3.25
3 34 34
2.754 2.754 2.754
2.5 2.5 2.5
2.25 2.25 2.25
2+ * 2+ 2+
1.754 1.754 1.754
151 151 . 151
1.254 1.254 1.254
14 14 14
0.75 0.75 0.75
s R LS o _ s .
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (mln)

17



Aoy XA ([ 7n

fHX-3-2. 41 FevF RO Ira~< 7T A

x10 3

FEAE S 0.05 ng

FEYESL 0.0025 ng

JF)

B ML
10 uL/5 mL/0.25 g

x103

1.8+
1.7+
1.6+
1.5+
1.4+
1.3
1.2
114

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

- MRM (327.9 -> 141.2) $130920_31.d

l

x103

1.8+
1.7
1.6+
1.5
1.4+
1.3+
1.2
1.14

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

- MRM (327.9 -> 141.2) $130920_34.d

!

*

e

x103

1.8+
1.7
1.6+
1.5
1.4+
1.3+
1.2
1.14

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

- MRM (327.9 -> 141.2) $130920_05.d

!

115 2 25 3 35 4 45 5

115 2 25 3 35 4 45

115 2 25 3 35 4 45 5 55

Counts vs. Acquisition Time (min) > Counts vs. Acquisition Time (min)5 > Counts vs. Acquisition Time (min)

R ARGEE ] A TR 4 FALHE 3 B % TR 4 BALH 7 B %
10 uL/S mL/0.25 g 10 uL/S mL/0.25 g 10 uL/S mL/0.25 g
- MRM (327.9 -> 141.2) S130920_29.d x10 3 |- MRM (327.9 -> 141.2) S130920_27.d x10 3 |- MRM (327.9 -> 141.2) S130920_26.d

1.84 1.84

1.7 1.7

1.6 1.6

1.5 1.5

1.4+ 1.4+

1.34 1.34

1.2 1.2

1.1 1.1

14 14

0.9 0.9

0.8 0.8

0.74 0.74

0.6 0.6

0.5+ 0.5+

\l/ 0.4 \l/ 0.4 \L
0.3 0.3
* 0.2 * 0.2 *
JL o] & 0.14 &

115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

18

Counts vs. Acquisition Time (min)



Aoy WMEXA (b7 av s R)

BREBGKIZBIT BEMD T Vv—F1b - BRE SO
T h7zzrFuv s R

1. DA SRmE
Th7zrFuy s R
b4 2-(4-ethoxyphenyl)-2-methylpropyl 3-phenoxybenzyl ether
577 C,5H50;3
Rt 376.5
MG 5"‘2(}'3 @
CH;CCM
mﬁocm
PE R EREN T
AR 37.4%0.1°C
ARRUE 8.13x 10 * mPa (25°C)
Sl ARE log Pow = 6.9 (20°C)
ViR /K 22.5 pg/L (25°C)

X 667, ~TH L 621, F LY 856, KTl 862,
vrsuouAH 924, TN 8T, AKX ) —)L 49, =H ) —)L98,
Wefig—F /L 837 (LAL g/L, 20°C)

150°C & CTLIE

bmk“%ﬁ%ﬁ%-lﬁﬂxt (pH=4,7,9,/25°C)

6o R (HRMEIR T K, 25°C)

H  Hi : The e-Pesticide Manual 15th Edition. ver. 5.0

AN
il
o

2. fRAEM R ORI
T T =Ty 7 AN R 99.9% (PR T35
TER=hUN, TR, bx, XX —)b FRREREGBRT (FoiZE T2
AR 7 —)b LC-MS Al (el T3MY)
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) Cf5 8 L 72 /K
Hele T e =0 o iR (ROt T35
77774 NH—HR I =47 L InertSep GC, 500 mg/6 mL (¥ —x /L4 A =2 xil)
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Aoy WMEXA (b7 av s R)

3. BER SR

BRI A KT— - hL R AG245K 8XS2002S
LFF - T— 7 R+ 74 FG-60KBM} U'FV-60KA2
IH— - T e b T A BRI —7 RA45

K O¥a R 27— BLIXER-5Plus
Wik n~ 777 - Baofrate A7 4 (LC-MS/MS)
v 4 — & — R 2695 HPLC
v 4 —# — A Quattro micro
T — F QLA ¥ 4 — 4% — X MassLynx 4.0

4. WiE7a< N7 5T BESWE OBIESME
41 BB e~ NTT 7

VAN SunFire C18,3.5 um (7 4 — & — X))
NEE 2.1 mm, £ 150 mm, FifE 3.5 pm
VAR AL ) —/v/5 mmol/L FElET > & =7 4 (90:10, v/v)
P 0.2 mL/min
77 LR 40°C
AEHEA R : 10 uL
PRFFIRFM #J 7.6 min

4.2. BESWTET

A A AbIE L7 hr AT L— A F1kE (BSD
EE—F
I— I AP 50 L/h (N5)
PRI A i & 600 L/h (N,)
VAL 1 AR 350°C
V—AT7uayZiRE:  130°C
¥y b7V —EE 32kV
a— B IAY
al) Vg VEFE 20V
(VT a A Ar)
A AR MRM

F=R Y TAF L TV —H— A m/z394.3
Xy b Ay miz177.2

20



Aoy XA (b7 ay s R)

5. REMRDIER

T RT7 27 ay 7 AOMEHER10.0 mga S0 mLO A AT T ATRERL, AX ) —VZ
R L C200 mg/LEEMERUK AR LTz, Z OIREERK A A &/ — /L CAR L T0.00025,
0.0005, 0.0025, 0.005/% 1*0.01 mg/LOFFEHERIK 2 LTz, Z D% D10 pL & AiiRe SO
Wk v~ 777 EE&SPFHIEAL, T—XUBHEEZHNC 72T Ry
2D E— 7 HEZRIE L, Ml EE (ng), PRI V' — 7 HfEZ & > THRERZER LT,

6. ZATiE
6.1. HTHAE
6.1.1. FAEtDRITALIE
ZHELIREIOEEZ B 7%, K2 EHHISDEIL, TRENOXMAD2OEI]Y &b
Wiz (HLIERD, =022 FOHT A L L, 720 02 % RAOHTHEEE Lz, 2
MORESHARED S B, HHOREEZ I —TH L L7 (B O FIXRMAID %
HRT T =V T Ot REELE Lic), 2O HEEHE, RRERKIZH T, £
DO EEE I XV —TH b L= R0 OITIRINAINSLIER T 7 =7 558 ik
B L),
Bol-RNERL FHEEZHAVCRNERERIL (%) 2HEE LA,

6.1.2. HhiH

B —Ab U7 R RERE ST IR IR0 g2 =A 7 7 22l &0, 78 F 100 mL%&
Mz T304 RIR & O L7, itz A a0 7=l iR S clsl Al L, #EiExs 7 &
k50 mL TV, [FAERIC A Lo, AIREBHOET & 2 T200 mLICER L, D2 mL
GBI gfH Y &) #H L 7=,

6.1.3.C1s =H T AT L B A5

77757 A MI—R =0T LT b5 mLEOUKS mLZENEKGE T LAiLEE Lz,
ATEOIMHRZRTLEE L7277 7 7 A4 N A—RI=h T LI FLiz, 6178 b=
MU ALIOmMLER FL, 26O E#E T, ki, 78 h=KrU L/ hr=y (75:25,
v/v) RIR30 mLAJE F L, WHIKAZEY, 40°CLL T 0K CHIERME L, &EZITEFERX
it FCHIE AR 5 LTz,
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Aoy XA (b7 ay s R)

6.1.4. EE

Pl A X ) —AmLICEEL, BEIZIEUTAY J— /L THR Lz, ZOEHKRD10
LA RTRERIFDWRIR 7 v~ s 75 7 « HEOHFHIEA L CE— 7 mfEZ ke, ML
W h7xzrray 7 AOEBEZRD, HEHPORBREZFET L,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

E R [RSUH Y & ARHER i IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.005 0.2 4 10 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0025 0.2 4 10 0.005

HE, BREIVERLE UM

22



6.3. EXR

Aoy XA (b7 ay s R)

SINTEHERR DTz, i AEREOD P AL EREURL B OVET IRF R} 0D SR SR AL BRERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
A BRI A R 2 RITR T,
SERRAGEEE BEEORERIC IS 1T D IEM O U v — AL ORE O 12 0 DR ZEFE R L O RE & 5
TSER24EEE AR FE G MR SR HEE S O B0 A

6.3.1. B DEIYR
v WINE B [EINE RIS SIE NS RSDr
(ppm) (%) (%) (%)
= 5 97, 97, 97,
96 0.9
96, 95
=%l 0.25 99, 97, 97,
97 1.3
96, 96
= 0.01 101, 99, 97,
98 2.2
96, 96
6.3.2. REDEIRZR
Bk IR ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
= IRy 5 99, 98, 98,
98 1.2
97, 96
=15 0.25 95, 95, 95,
94 1.0
94, 93
=05 0.01 111, 105, 102,
103 5.7
101, 95
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Aoy XA (b7 ay s R)

7. FEEEH

[ BT A RS 2 T DA SO EEOE O ERMITOWT) CERMRIF4H 1A A
TR S EAR EEE AR LR AR RS ([CEOE, NERBEER AT o7,
EHILYE . 20MIAL A D T LIS, B URIKROELFE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—ViREhH &8 L,

7+ VT 4 —ar ha— LB TR R A R,

F72, 20124E10 7 Efii O & A EEHLERE (MHEARREN L2t 7 —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 [fl S A
(%) 53 MK (ppm)
2013/ 9/ 6 KIK 93 <0.01
2013/ 9/10 A 91 <0.01
2013/ 9/ 4 IR 98 <0.01
2013/10/ 2 =y 94 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/ 9/ 6 I 92 <0.01
2013/ 9/10 N 91 <0.01
2013/ 9/ 4 =y 96 <0.01
2013/10/ 2 B I 95 <0.01
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Aoy XA (b7 ay s R)

8. = MU v 7 AR DOMER

~ MU w7 AREERRIRIE, 4 B3 O MEALERER O B ARl mL& - AR T Z 2 2253 EL
L, 40°CLL T DK CRIEIRM L, ER50 F T4 85 Lz, 0.005 mg/LOMRE
MRS mLICWfR L G L7, <~ Y » 7 AR R A RITR T,
8.1.RA

~ by 7 ZGR

ARk
(%)
RIK 104
=Rl 105
B IR 102
8.2. 5%
- ~ U w7 2R
(%)
R 109
=Rl 101
B IR 100
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Aoy WMEXA (b7 av s R)

9. REFREMHBR

Wb U= b7 =27 a7 AL, —20°CICHERTFE LTz, —
EHIMRIE U721, [FARICOHT L CRIERZ R D, BRIEFTOLEMN 2R LTI, (RELTE

PERBR ORE R 2 RIS,

9.1 A DRFR EERBRER
TN B ‘ TRAr- 1 EIES MBS EIIE
[#] 45 44
(ppm) (H) (%) (%)
0.5 I 71 (2013/7/23-10/2) 93, 89 91
0.5 A 57 (2013/8/6-10/2) 94, 93 94
0.5 IR 86 (2013/7/8-10/2 81, 81 81
902 BREDRFREERBRER
IR EE ‘ TRAr- 1 EES NS
[#] 45 44
(ppm) (H) (%) (%)
0.5 Kl 71 (2013/7/23-10/2) 92, 90 91
0.5 T 57 (2013/8/6-10/2) 96, 92 94
0.5 =1 86 (2013/7/8-10/2 94, 93 94
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Aoy WMEXA (b7 av s R)

-1, <A AT R L
T hT7zr Ty ADYAARY ML (—RAFV) O—fF] (IEE—FK)

$100809¢_05 10 (0.391) 3: Scan ES+
100+ 394.3 5.29e7
%o
395.2
O o e e B o o B L U R B e s e ma 11174
350 360 370 380 390 400 410 420 430 440 450

T hT7zrTay I ADTOL T NAX Y AT " LD
(FVI—Y—AF ; m/z=394.3, IEE—R)

S100809c_07 11 (0.431) 3: Daughters of 394ES+
100+ 177.2 1.48e7
%1 135.0
183.1
IR T T IR T T T T e iz

T VLA VA AU N U AN VL L L L R VA
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
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fR-2. RADI v~ 75 5 (REH)

BEYES 0.1 ng FEYESL 0.005 ng

Aoy WMEXA (b7 av s R)

iR LR
10 pL/4A mL/0.2 g

D130905_31 MRM of 1 Channel ES+ D130905_34 MRM of 1 Channel ES+ D130905_02 MRM of 1 Channel ES+
394.29 > 177.15 394.29>177.15 394.29>177.15
1007 1.45e5 1007 1.45e5 1007 1.45e5
%- %- %-
0 T T T T T 1 Time O T T T T T T 1 Time O T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
IR 4 [FILEE 1A R EIRE 4 [AIALEE 3 AR IR 4 [AULEE 7 AR
10 lL/A mL/02 g 10 iL/A mL/02 g 10 uL/4 mL/0.2 g
D130905_13 MRM of 1 Channel ES+ D130905_15 MRM of 1 Channel ES+ D130905_17 MRM of 1 Channel ES+
394.29 > 177.15 394.29>177.15 394.29>177.15
1007 1.45e5 1007 1.45e5 1007 1.45e5
Yot %o %o
T T T T T T 1 Time O T T T T T T 1 Time T T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 .00
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Aoy WMEXA (b7 av s R)

fX-3. BEOI7a~< 5 A5 (REHF)

e e pr
BEYES 0.1 ng FEYESL 0.005 ng B LR
10 pL/4 mL/0.2 g
D130906_14 MRM of 1 Channel ES+ D130906_17 MRM of 1 Channel ES+ D130905_04 MRM of 1 Channel ES+
394.29 > 177.15 394.29>177.15 394.29>177.15
1007 1.45e5 1007 1.45e5 1007 1.45e5
%- %- %-
0 T T T T T 1 Time O T T T T T 1 Time O T T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
IR 4 [FIRLEE 1A R EIRE 4 [AULEE 3 AR EIRE 4 [AALEE 7 AR
10 pL/40 mL/0.2 g 10 pL/40 mL/0.2 g 10 uL/40 mL/0.2 g
D130906_07 MRM of 1 Channel ES+ D130906_09 MRM of 1 Channel ES+ D130906_11 MRM of 1 Channel ES+
394.29 > 177.15 394.29>177.15 394.29>177.15
1007 1.45e5 1007 1.45e5 1007 1.45e5
Yot %o %o
T T T T T 1 Time O T T T T T 1 Time T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
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Away MEXA (a hUY)

BB BIT BEMD I V—F1L - BRESHEHEMNG

onua b v
1. TR RmE
DL L=T W Ve
b4 (RS)-a-cyano-3-phenoxybenzyl (Z)-(1RS,3RS)-3-(2-chloro-3,3,3-
trifluoroprop-1-enyl)-2,2-dimethylcyclopropanecarboxylate
ﬁj\%?ﬁt . C23H19C1F3NO3
iR 449.9
g2 {Z)-(1R)-cis-
CF, H Q CH’©\D/©
e=c{ t~0” CN
ClH H
CHy CHy
eSS
H H CH O
Cl, q,g'tm
AOCHeH,
CFa H
(£)-(13)-cis-
LI 7N e R PE IR R (4
ARRUE 0.0012 mPa (20°C)
SEEREL log Pow = 6.9 (20°C)
TRFEME 7K 0.0042 mg/L (pH=5, 20°C)
TNy, VZmuRARY, AKX —)b, VTTFIILT—T )L,
ez —F v, ~FH+ L, kL >500 g/L (20°C)
LTEME W5, 50°C CAERIZEE

275°C T4y

STzt L TR E

pH=7~9THEC/IZ, pH=9LL £ CTl=CHZ o iR
i  # : The e-Pesticide Manual 15th Edition. ver. 5.0
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Away MEXA (a hUY)

2. FEYEM R UK
oam b U EER - I 99.7% (RDGitiSE T3EHY)
TER=HRUL, TELY, MLz, AZ ) —)b RSB (Foeizse T365))
AR =)L LC-MS Al (el T3 5Y)
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) C 5 8 L 72 /K
T =T L AREERRR (FOEHZE TR
757574 NH—HRI =57 A InertSep GC, 500 mg/6 mL (¥— = LA = )

3. EE K

BRI A RT— -« LR AG245K% 18XS20028
LFE - T— TR+ 7A FG-60KBM MK U'FV-60KA2
I 7 e h-TA TARZ—T R45

M O\a 7R 27— BLIXER-5Plus
ks v~ b7 77 HESHE Y AT L (LC-MS/MS)

7Y L2 b 1290 HPLC

7 YL K 6460 Triple Quad LC/MS
T — K ALBREEE 7 ¥ L > K MassHunter

4, Ry < 757 BESWEH OBRESM:
41. EEBE I e~ To 7

VNS ZORBAX Eclipse Plus C18 (7 ¥ L > M)
W 2.1 mm, £ & 100 mm, Fi£E 1.8 pm
VAR - A% 7=/ 5mmol/L EEET E=1D L
60:40 (1 min)— (4 min)—90:10— (2 min) —95:5 (1 min)
K 0.3 mL/min
77 BIRE 40°C
ABHE A& 5uL
RFFIRFM #J 6.5 min
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Away MEXA (a hUY)

4.2. BESHTET

A A AkIE L7 b AT b— A F1kE (BSD
EE—F
REfR T AIRFE 300°C
R MG AT A i A 6 L/min
XTTAY—HT] 60 psi
— AN AR 250°C
AT AV 12 L/min
A A BNEE 5000 V
7T TAZ—FEE: 100V
al) Vg VEFE 10V
(VT a AN
A F R MRM

F=H YT, T TV =Y —A I m/z467.0
Ty M AY  m/z224.9

5. BREMRDOIERR

v b U ORERERL10.0 mgAZ S0 mLO A X7 T X TKEFEL, 7 R R L T200
mg/LAEEFIR 2 R U7, Z OFEMERUR 2 A & /7 —)L /K (50:50, v/iv) TR CTHR L C
0.0001, 0.0002, 0.001, 0.002% (r0.004 mg/LOIEUEANL 2 B Uiz, Z OWRIKDS Lz i
DRIk v~ N7 T 7 EESWEHTIEAL, T— X UBEELZH Ty e R
Y OE—7 A RE L, B EHE (ng), ftEhC B — 7 A & o> THREMZ R LT,

6. HTIE

6.1. S HTHRAE

6.1.1. FREIDORILE

ZELTEHAEBIOEEL B4, &2 ZHUI8TEIL, ZNENOXMDO2 %Y &
B GHERD), Z 02 %2 RFESHTHFRELE L, 720 022 RASHTHEREE L, 2
MORESFARED S B, HHOEEEZ I —TH b L7 D O FITERMAID %
T I = HNT AN RREE L), 2O BRRSH T HRENT, BEEBRICHT-, £
DIHOERAZ I X —TH b L7 B O UITEINFIDNSE R T T = T )V 7558 iRk
e L72),

Bol-RARRELREEEZAVCRAREEREL (%) 28 LA,
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Away MEXA (a hUY)

6.1.2. fHH
B)—Ab LTz BB ST R IR0 g2 =M 7 7 A2 2iFnv &0, 7& 100 mL%&
Mz T304 RIR E O i L7, fithina A& SO 7ML S clsl Al L, ks 7 &
50 mL TV, FIERIZAE L7, AREHHOET & FrT200 mLICERL, ZD2mL
GFRBN0.2 gt &) AL 7z,

6.13. 7777 A bH—RyI=HT LT LDER

77774 M=K I=HhT LT b S mLEOYKS mLZENERGE T LRTALER L 7=,
ATE ORI KRS mLE M2 TR L72%, A L7277 774 M I—RU =0T A
IV L7z, SBI2T7 ' Fr /K (60:40, viv) RIS mLEWE F L, Ziub Oy E# T
Tee 77774 NI—HR U I=0 T L EWGHRLT2%, 78 b= K UL/ hrx (7525,
v/v) IRIRI0 mLAJE F L, WHIKAZEY, 40°CLL T 0K CHIERME L, RZITEEX
R CIEE A A LT,

6.1.4. EE

PR X 2 ) —v 7k (50:50, viv) {RHR10 mLICEfE L, SEEICS U CRIEKR TR
L7z ZOWKOS pLERREREOEK 7 n~ 77 7 « R OHFHHZEALTE—27H
FEERD, MERLIV > o M) v oBEEEZRD, REPORBEEZEH LT,

6.2. EERFE(LOQ)K U HHIRFAMHE(LOD) "

TE B RS 2 AR B e VSR EUN s E RS
(ng) (8) (mL) (uL) (ppm)
0.001 0.2 10 5 0.01
/M R AR B e VSR EWN s T R A
(ng) (8) (mL) (nL) (ppm)
0.0005 0.2 10 5 0.005

HE, BREIVERLE UM

33



6.3. B[R

Away MEXA (a hUY)

SINTEHERR DTz, B AEREOD P AL ERERE B OVET IR} 0D S SR AL BRERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THEME L7z, i, BARRUEHI2E T L, & TERERAARN (<0.01 ppm) TH -7,

I EN 7 S S s g

SRR BEEREERT IS B VEM D Z N — T ORET D 72 D RERF AL B OB %
USERRQAAERE A PER I R SRR HEE 3 O R A
6.3.1. B DEIYR
v Wy E EIESS SER RV R RSDr
(ppm) (%) (%) (%)
= 5 102, 100, 100,
98 5.7
99, 38
= 0.25 100, 97, 94,
95 3.2
93, 93
= 0.01 96, 95, 91,
91 6.1
89, 82
6.3.2. REDMEILE
Faw sl IR ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
=y 5 99, 99, 98,
97 1.9
96, 95
=105 0.25 97, 94, 91,
92 4.4
91, 86
I 0.01 103, 101, 98,
98 5.1
97, 90

34



Away MEXA (a hUY)

7. RBEEH

BT A RN 2 T DRAEEOEEOEHOERMITOWT) CEMRIF4H 1A
TR TS EAR EEE AR LR AR RS ([CAOE, NERBEER AT o7,
EHILYE . 20MIAE A D T LIS, B URIROELFECE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—VREh &8 L,

7+ VT 4 —ar ha— LB TR B A R,

F72, 20124E10 7 Efii OB MRS EEHLERE (MHEARRKh et ¥ —)
BT HZAaTIIETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s 5

7.11.8H
Skl fEH L7 Ml S AL
(%) 53 MK (ppm)
2013/9/19 KIK 99 <0.01
2013/9/20 A 99 <0.01
2013/9/18 IR 95 <0.01
2013/10/2 =10 103 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/9/19 I 93 <0.01
2013/9/20 N 101 <0.01
2013/9/18 =y 94 <0.01
2013/10/2 B I 107 <0.01
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Away MEXA (a hUY)

8. v MU v 7 R R DOMER

~ MU v 7 ARERERIRIE, 4 B O BAEERE O B RIRIR ] mLE - A 7 Z 2 225y B
L, 40°CLL T ORI\ CRERME L, ZEHRK00 F Tt a8 E L%, 0.002 mg/LOME
MR REHEAI ] mLICPAE L CRRERL L 7=, ~ b U v 7 ZRBMO TR R 2 IR T,
8.1.RHA

~ by 7 ZGR

X

(%)
KK 88
= 100
=15 91

82.R=%E
~ hU v AR

St ST

(%)
KK 96
= 105
IRy 96
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Away MEXA (a hUY)

9. REFREMRER

Bk U7z B EAEGEHC S e B U U ZIRINL, —20°CICHAERAFE LTz, — E MR R
fELT-1%, [RRRIZHT L CEIERZ KD, IRMEFOLEMZ MR LT, RMELEMERBRO
R ZRITRT,

9.1 R A DRFR EHERBRER
IR EE ‘ TRAr- 1 EIes RBSIEINES
[#] 45 44
(ppm) (H) (%) (%)
0.5 I 71 (2013/7/23-10/2) 88, 87 88
0.5 A 57 (2013/8/6-10/2) 95, 93 94
0.5 =il 86 (2013/7/8-10/2) 84, 72 78
9.2 REDRFREMERBHE R
IR B ‘ TRAr- 1 EEs NS
[#] 45 44
(ppm) (H) (%) (%)
0.5 Kl 71 (2013/7/23-10/2) 94, 71 82
0.5 T 57 (2013/8/6-10/2) 96, 92 94
0.5 =1 86 (2013/7/8-10/2) 88, 74 81
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Away MEXA (a hUY)

-1, <A AT R L
o MUV D AARY hL (—kRA A V) O—fB (EET—K)

x10 2 |+ESI Scan:3 (0.2 min) Frag=100.0V S130603_03.d
1.05+

467.0

0.95+
0.9
0.85
0.8
0.75-
0.7
0.65
0.6
0.55
0.5 487.9
0.45
0.4
0.35+
0.3
0.25
0.2
0.15
0.1 ‘ ‘

0.05+
Ol NI AT

420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505 510 515
Counts (%) vs. Mass-to-Charge (m/z)

voa h)rorFas s NAxx AT ML O—fF]
(FVI—Y—AF ; m/z=467.0, IEE— R)

x10 2 |+ESI Product lon:4 (0.2 min) Frag=100.0V CID@10.0 (467.0 -> **) S130603_42.d

1'°f’ 224.9

0.95
0.9 -
0.85
0.8
0.75
0.7
0.65
0.6
0.55 450.2
0.5
0.45
0.4
0.35
0.3
0.25
0.2 207.7
0.15
0.1
1 L

0000 i ‘HH\HH 1000 0000 000 0 o
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460

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

412.3
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Away MEXA (a hUY)

fR-2. RAD v~ 75 5 (REH)

PR 0.02 ng IEHE S, 0.001 ng il AR
SuL/10 mL/0.2 g
x10 2 |+ MRM (467.0 -> 224.9) S130919_07.d x10 2 |+ MRM (467.0 -> 224.9) S130919_10.d x10 2 |+ MRM (467.0 -> 224.9) S130919_04.d

2 24 24
1.9 1.9 1.9
1.8 * 1.84 1.84
1.74 1.74 1.74
1.6 1.6 1.6
1.5 1.5 1.5
1.4+ 1.4 1.4
1.3 1.3 1.3
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+ \L 0.7+
0.6 0.6 0.6 \L
0.5 0.5 * 0.5
0.4 0.4 A 0.4

12 3 4 5 6 7 1 2 3 4 5 6 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
il 1 [EALER 1 H & Hie 1AL 3 A % IR 1 [EALEE 7 Atk

SuL/10 mL/0.2 g

x102

24
1.9
1.8
1.7
1.6
1.5
1.4+
1.34

SuL/10 mL/0.2 g

5uL/10mL/0.2 g

+MRM (467.0 -> 224.9) S130919_18.d

!

x10 2 |+ MRM (467.0 -> 224.9) $130919_16.d x10 2 |+ MRM (467.0 -> 224.9) $130919_15.d

24 24
1.9 1.9
1.8 1.8
1.7 1.7
1.6 1.6
1.5 1.5
1.44 1.4
1.3 1.3
1.2 1.2
1.1 1.1

14 14
0.9 0.9
0.8 0.8
0.7 0.7
0.6 \l/ 0.6
0.5 0.5
0.4 0.4

2 3 4 5 6 7
Counts vs. Acquisition Time (min)

2 3 4 5 6
Counts vs. Acquisition Time (min)
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Away MEXA (a hUY)

fX-3. BEO 7~ 5 A5 (REHF)

PR 0.02 ng IEHE S, 0.001 ng il AR
SuL/10 mL/0.2 g
x10 2 |+ MRM (467.0 -> 224.9) S130919_07.d x10 2 |+ MRM (467.0 -> 224.9) S130919_10.d x10 2 |+ MRM (467.0 -> 224.9) S130919_06.d
2 24 24
1.9 1.9 1.9
1.8 * 1.84 1.84
1.74 1.74 1.74
1.6 1.6 1.6
1.5 1.5 1.5
1.4+ 1.4 1.4
1.3 1.3 1.3
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+ \l/ 0.7+
0.6 0.6 0.6
0.5 0.5 * 0.5
0.4 0.4 A 0.4
T2 3 4 5 6 1 2 3 4 5 6 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
il 1 [EALER 1 H & Hie 1AL 3 A % IR 1 [EALEE 7 Atk

SuL/10 mL/0.2 g

x102

24
1.9
1.8
1.7
1.6
1.5
1.4+
1.34

0.8
0.7
0.6
0.5
0.4

SuL/10 mL/0.2 g

5uL/10mL/0.2 g

+MRM (467.0 -> 224.9) $130919_30.d

x10 2

24
1.9
1.8
1.7
1.6
1.5
1.4+
1.34

+MRM (467.0 -> 224.9) S130919_27.d

x10 2

0.8
0.7+
0.6
0.5
0.4

+MRM (467.0 -> 224.9) S130919_25.d

2 3 4 5 6
Counts vs. Acquisition Time (min)

2 3 4 5 6
Counts vs. Acquisition Time (min)
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Aay WMBXA (LERAZFL)

BEEEREGIZBITBEH DO 7 Vv—7 - BESH O
LERATF

1. HrtgmE
LEAZF (LERAZFUAZL LR T F U AADIREY)

LVERATF A3

54 (10£ 14£,16£,222)- (1R 4S,5" S,6R 6" £ 8K 12R 135, 20K, 21K, 245) -21, 24-¥"
Ehody-12-[(22)-2-A VA -2-7 22T HbAV]-5" ,67 |, 11,13,22-4" /AT
=3,7,19- M A¥#7b7¥ /0 [15.6. 1. 15 0% *] A" vh2$-10, 14, 16, 22-7 pF1/-6-AL " 0
-2’ -Fh7Eb et Fu-2-ty

o =V C4HsNOy
R 705.8
FEEZ
=

| Z
PR ERENEEEN
21 153.8~155.5°C
S EREL log Pow = 6.5
ViR 7K 103.47 ppb
LEM HACRETE
o Ve X FUABRE ITE (DS —5E) EE (F22P-9-197)

41



LEA T F A4
154 -

=

%{L

LI <
BOR R TS

EE A
Al

\
/

2. 1AM R OREE

Aay WMBXA (LERAZFL)

(10E 14E,16£,222)- (1R 4S5, 5" S, 6/ 6" £ 8R 12/ 135, 20k 21K, 245)-6" —xF W
=21, 24=Y" EN udy-12-[(2Z) —2-AP¥YA3)-2-T oW TEPY]-57 | 11,13, 22-F b7 A FW
-3, 7, 19-pUAFH7 7970 [15. 6. 1. 145, 02 %] A" v #24-10, 14, 16, 22-T }72/-6-AL 0
~2 ~FIIEN L Fy-2-4v

Cq1Hs3NOyg
719.9

ERENRALEN
152.3~154.0°C
log Pow =7.0
7K 46.79 ppb
HATRLTE

D LERA T T UOFERREOATE (NS —TE) WEE (F22P-9-197)

LE A7 F U REUER, il 99.5% (BEHL2HY)
TER=RUL, TERY, MLz, AZJ)—)L

AR RGN (FEiE T80

T b=k UL HPLC A (Fntilisk T3 4)

7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) C k5 H L 7= /K

U g R (RO TEEY)

MU FAT I, b TAA o FEREEKY) - FOERRR (FoesiEe TR

UUBZAKET N UL TOKFY - Rk (B bR

10 mmol/L U > ) b U 7 AFRMER (pH=2.6) : U VW —I/KET R U U A K 0.78 g
KOV W2 034mL ZKIZE/ALTIL E LD D

fEIRIR & O 8% - NTS-220 (HRUREMEEHED, ML-10F (# A1 7 v 7 5

Cis R =747 L : InertSep C18, 1 g/6 mL (¥ —T /L1 = i)

757574 NH—HRI =57 A InertSep GC, 500 mg/6 mL (¥'— = LA = )
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Aay WMBXA (LERAZFL)

3. BER S

BT R A BT —+ ML R AG245% UXS2002S
LFF - T— 7 R+ 74 FG-60KBM} U'FV-60KA2
- 7 e h-TA BRZ—7F R45

& O'm R 27— BLIXER-5Plus
mEERIA 7 v~ 7T 7 (EEREER)

7Y 1>k 1100 HPLC
T K RS E 7 YL b Chemstation

4, BRI v~ 7S5 7 oRESM:

VN Inertsil ODS-3 (V' —T /Lo = )
WEE 4.6 mm, £ 150 mm, HifE 5um

RN 7 b=hkU, 10 mmol/L U »fEF ~ Y 7 LEETEK
(92:8, v/v)

VR 1 mL/min

HERE W 460 nm, JEHECIEE ; 368 nm

BT LIRE 40°C

ABHE A - 10 uL

PRFFIRFM LEAZ T A3 £ 11.0~12.3 min

LEAZ T A4 #J13.1~14.8 min

5. BREMDIER

LE A7 F o OFEAER25.1 mgZ50 mLO A A7 5 A TKEREL, 7Tk =V I/LIZHRE
L T500 mg/LAEAE K 2 g U7z, Z ORI A7 b= F U L THRL T40mg/LT &
= F U VIR ZHR LTz, 2040 mg/L7 & b= b U JLIRIKE | mLAE5EL, 40°CLL RO
ARIH TRUERME L, RBITERXL F T2 E Lz, BRI v 1mL, Y
TFLT 2005 mLE N MY T v a BEERIEK0.1 mLZ2 AN, %4 L CIEIRIR & 98
(FREWE40°C) TI0ONMHEL S L, LERAZFUAIKRNLE AT F o AdZ & Eah 8 A
b U7z PSR, 40°CLA T DKIEH THRUERH L, &EZITERIIL T T8 E L,
WM E T2 N =8 U VM L C2 mg/LOFEMERR 2T Uiz, = 02 mg/LIEHEAIR &
7 h= KU LTHIRLT0.005, 0.01, 0.05, 0.1%0TN0.2 mg/LOMEHRERK AT L7=, =
DYVER D10 p\LERTREGMEOEERE s o~ 77 7IZHEAL, 7 — X WMBREE 2 VT L
EAZFUAK DL E AT F AR Y — 7 HEZRE L, BECERE (ng), MK
E—/ HEOAEE & o> THRERZIMER LT,
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Aay WMBXA (LERAZFL)

6. SHTiE

6.1. HTHAE

6.1.1. FAEtDORITALI

S LIREIOEEEZ B 7%, K2 EHHISDEIL, TRENOXMAD2OEIY &b
Wiz (HIERD, =22 RO AE L L, 70 02 % RAOHTHREEE Lz, 2
MMORESHHAREI DS 6, HOLEZ I X —TH—(L L7z GE0 OHIIIRMAIN 2
BRT T =T T AEELE Lio), 2MORNSGHTHFENY, RAERRICHT T, £
DD EEE I XV —TH b L= R0 OITIRINFINSLIELR T 7 =7 558 ik
BhEL72),

Bol-RNERL FHEEZ AV CRNERERL (% 2HE LA,

6.1.2. HhH

B —Ab U7 R RRRE ST IR 5820 g2 = A7 7 A 2l &0, 78 F 100 mL%&
Mz T304 MR E O L7, itz AR A B 72l iR clsl Al L, #EiExs 7 &
k50 mLTHEVY, FRIERICAIE LTz, AiREGHE7 & F o T200mLICER L, €020 mL
GBI gt &) A 43ELL, 40°CLLF oK CHIERMEL, 7R b 2@ E LT,

6.1.3 58

6.1.3.1.CisI =1 T LR

CX=H T HIZAHX J—)L5 mLEUUKS mLEF F URTLER L7, EfFEICA X ) —L )/
7K (50:50, v/v) RIS mLZWHI L, BILEE L72CisX =5 7 A2 F L7z, & HIZFETEHES mL
ERFL, ZRLOMMEEE T, W2, A% /=110 mL&i FL, WHKE SR L
77

6.1.32.7 7774 b H—R I =0T LiEH

577, =R I =BT LIAZ ) —A5mLZEii F URILER LT, BTEOR K
BRI L7227 77 7 A4 NII—AR U I=DT AT F LT, SHIZAZ 7 —/L5mL% i ©
L, 2NODOMHREE -, I, 7 r=FrU L,/ bx (75:25, viv) 1RiK20 mL
i F L, WHEATY, 40°CLL N OKIBRH CIREIRME L, &EBITERXUE F Ot %
£ L7,

6.1.3.3. BLFHEMA(L

B Rl mL, hUZF LT 2005 mLEO LY 704 v FEEEEKY0.1 mL
U, e L CEIRRE > GREIRE40°C0) TINS5 L, LEA T F A3
KLV E AT F oA ECFHE LTz, iintk, 40°CLL T ORI THIERME L, &%
EFRXL F T EZREE L,
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Aay WMBXA (LERAZFL)

6.1.4. EE

BEWMET 2 =R A2mLIZERL, MEIZSUTTE M=RFIATHERLZ, 2D
AR D10 pLZ AT OE#RIR 7 o~ 7T 7ICHEALTLE A7 FUAZKNL B A
I FUAMDOHZE— T HEOREERD, REBMREIV LEAZ FUOEREERD, REHHO
PRI AR LTz,

6.2. EEREFELOQ) K UM HIFRAE(LOD)

TE B RS Y AR B B SV IR ENE TE B PR
(ng) (8) (mL) (nL) (ppm)
0.1 2 2 10 0.01
/Mg R B R VSR AR fe TR
(ng) (8) (mL) (nL) (ppm)
0.05 2 2 10 0.005

A, REZVTRGE U
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Aay WMBXA (LERAZFL)

6.3. [EIXEE
OINTIEMERR D T2, ikt o By EEALEE R K OVE IR R o SR SR SR AL ER AL 2 i U
T, 0.01 ppm (EEREFAEY), 0.25 ppmZ OS5 ppm#SHIE 2351 2 [FIUGRER % 45 S1E /50T
THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
[EIN GRS R 2 R AT,
SERR4EIE PR ERIC I T DI L — T DR O 7 8 DB ZE L F S OB & 6 ]
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RADEIRE

vt IR EE EES NBSIEIES RSDr
(ppm) (%) (%) (%)
=yl 5 83, 81, 81,
80 5.4
81, 72
=yl 0.25 81, 79, 76,
77 4.6
75, 72
=yl 0.01 85, 82, 81,
81 3.1
81, 78

6.3.2. REDELHE

v Iy ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
=y 5 94, 91, 90,
90 2.9
89, 87
IR 0.25 87, 86, 82,
83 4.9
81, 77
IR 0.01 93, 90, 87,
87 5.5
84, 81
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Aay WMBXA (LERAZFL)

7. RBEEH

BT A RN 2 T DRAEEOEEOEHOERMITOWT) CEMRIF4H 1A
TR TS EAR EEE AR LR AR RS ([CAOE, NERBEER AT o7,
EHILYE . 20MIAE A D T LIS, B URIROELFECE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—VREh &8 L,

7+ VT 4 —ar ha— LB TR B A R,

F72, 20124E10 7 Efii OB MRS EEHLERE (MHEARRKh et ¥ —)
BT HZAaTIIETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s 5

7.11.8H
Skl fEH L7 Ml S AL
(%) 53 MK (ppm)
2013/9/ 6 KIK 70 <0.01
2013/9/10 A 73 <0.01
2013/9/ 4 IR 90 <0.01
2013/9/17 =y 86 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/9/ 6 I 74 <0.01
2013/9/10 N 81 <0.01
2013/9/ 4 =y 86 <0.01
2013/9/17 ET IR 84 <0.01
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Aay WMBXA (LERAZFL)

8. v MU v 7 R R DOMER

~ MU w7 AREERRIRIE, 4 B3 O BEALERER O B IRl mL& AW 7 Z 2 2255 EL
L, 40°CLL T OKIEH CRIERME L, EHRK00 F CIHEa2 8 E L%, 0.1 mg/LOMER
ARSIl mLIZVfR L CRIL L=, < R U v 7 AEEM TS R &2 RITRT,
8.1.RHA

~ by 7 ZR

VR
(%)
RIK 103
=Rl 108
B IR 103
8.2. 5%
- ~ U w7 2R
(%)
R 103
=Rl 104
B IR 103
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Aay WMBXA (LERAZFL)

9. REFREMRER

B U2 B EAEGEHC L B A 7 F U Z2IRINL, —20°CICHAERAFE LTz, — E MR
fELT-1%, [RRRIZHT L CEIERZ KD, IRMEFOLEMZ MR LT, RMELEMERBRO
R ZRITRT,

9.1 RADRITFLEMABRE R
R PRAT T e SRSENES
1554
(ppm) (1) (%0) (%0)
0.5 KK 56 (2013/7/23-9/17) 82, 80 81
0.5 N 42 (2013/8/6-9/17) 86, 79 82
0.5 I 71 (2013/7/8-9/17) 73, 70 72
9.2 REDRITFLEMEARNE R
R PRAT T s SRSEIES
1554
(ppm) (1) (%0) (%0)
0.5 Kbk 56 (2013/7/23-9/17) 78, 78 78
0.5 N 42 (2013/8/6-9/17) 81, 79 80
0.5 iR 71 (2013/7/8-9/17) 82, 76 79
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Aay WMBXA (LERAZFL)

-1 RAD v< s 75 5 (REH)

TEHESL 2 ng

FEHES 0.1 ng

Ele AL
10puL/2mL2 g

FLD1 A, Ex=368, Em=460 (K130910¥K130910 2013-03-10 19-24-51¥K130910.0050) FLD1 A, Ex=368, Em=460 (K130910¥K130910 2013-09-10 19-24-51¥K130910.008) FLDT A, Ex=368, Em=460 (K130910¥K130910 2013-03-10 19-24-51¥K130910.003D)
L L L
3 3 3
A4
254 254 254
24 21 24
154 154 154
A3
1 l 1 14
A4
A3 A4
A3 \L
05 05 \l/ 05 \l/ \l/
T T T T T T T T T
§ 10 15 mir § 10 15 mir 5 10 15 mir
W 4 ELEE 1 B EIR 4 AIALER 3 B % HIR 4 [V 7 A%

10pL/2mL2 g

10uL2mL2 g

FLD1 A, Ex=368, Em=460 (K130910¥K130910 2013-09-10 19-24-51¥K130910 012D)

10 uL/2 mL/0.4 g

FLD1 A, Ex=368, Em=460 (K130910¥K130910 2013-09-10 19-24-51¥K130910.014D)

FLDI A, Ex=368, Em=460 (K130910¥K130910 2013-09-10 19-24-51¥K130910.016.D)

W w i
Eh B 34
25 25 25
4 2 2
154 15 159
b b 1+
A3 A4 A3 A4 A3 A4
05 \l/ \L 05 \l/ \l/ 05 \l/ \l/
T T T T T T T T T
5 10 15 i 5 0 15 i 5 10 15 i
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A

fR-2. BEOI7a~< 55 (REHF)

TEHESL 2 ng

FEHES 0.1 ng

v ABEXA (LERXAZF )

Ele AL
10puL/2mL2 g

FLDT A, Ex=388, Em=260 (K 309TOVKT30910 2013-06-10 16-24-G1¥KI130910_1050) FUDT A, Ex=388, Em=460 (K 30910VKT30910 2013-06-10 16-24-51¥K30910_ 106 FLDT A, Ex=388,Em=460 (K 30910VKT30910 2013-03-10 15-24-51¥K130910.1030)
W W W
34 34 34
A4
25 25 25
2 2 2
15 15 159
A3

1 1 Ad 14

A3 A4

l A3 l
05+ 05+ \l/ 054 \L \L
T T T T T T T T T
5 1 15 i 5 10 15 i 5 10 15 i
Hil 4 [FALER 1 A IR 4 [FILEL 3 A% IR 4 [FEALE 7 Atk
10pL/2mL2 g 10pL/2mL2 g 10 pL/2 mL/04 g
FLDT A, Ex=368,Em=460 (KT309TOVKT30910 2013-06-10 19-24-5T¥K130910_1120) FLDT A, Ex=368,Em=460 (K 30910VKT30910 2013-06-10 19-24-5 ¥K130910_114D) FLDT A, Ex=368, Em=460 (KT30910¥KT30910 2013-03-10 19-24-5 ¥K130910_116D)
[ i w

3 3 3
259 259 259
2 2 2
15 15 159
& 1 I

A3 A4 A3 A4 A3 A4

05 \L l/ 05 \L \l/ 05 \L \L

T T T T T T T T T

5 10 15 i 5 10 15 i 5 10 15 i
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Auy WEXA (7 7=h/L7)

BIBGIZBIT BEMD I V—F1L - BESHEHEMG

TI=hNT
1 ST RERmE
TI=HNT
b5 - ethyl (Z)-N-benzyl-N-[[methyl(1-methylthioethylideneamino-oxycarbonyl)
amino|thio]-B-alaninate
Do =V Ci7H2sN30,8,
R 399.5
M - oo
[ | N
S—N—C-0 SCH,
CH-CHoCO5CHCH;,
PE R P A
AR 46.6~47.0°C
AR <0.0047 mPa (20°C)
B ARE log Pow = 3.57%0.06
ViR 7K 27.7 mg/L (20°C)
frxzy, Yruux o, A% )=, Ty, HBTFIL;
95%LA_L TSR
ZEME 100°CE TZLE ; 54°C, 30H [17T0.2~1.0%F [ 53 fif

HRME N OV MR SR N CLTE, Wt M ORIE IS T CARELE,
Sy fRE ; 6ER (U7 A _E TR RS
H  #iL : The e-Pesticide Manual 15th Edition. ver. 5.0

52



Auy WEXA (7 7=h/L7)

2. FEYEM R UK

7T =RV T EERES T 99.9% (FoGitigE T3EMY)

TEh=RUA, TELY, AZ =) REEKEBA Fehisk T8

T R=hU/L: LC-MS i (Feflisk T 36%Y)

7K : PURELAB Flex System(Veolia Water Solutions& Technologies,

Saint Maurice,France) Cf5 8 L 72 /K

UUBRZAKFE Y UL SRR (Fofe i T8

REEARFET R U 7L B UERR (ROt T35

KEAET b U T o SRR AR (ROt T2

0.2 mol/L UV F&kEMEE (pH=8) : & 1 ¥ 250 mL 255 2 % 231 mL Z{EFf L, K&EMZ T
1000mL & L72H D

(B ; Vot kFENY 74 13.61 g ZKIZENL, 500mL & Lzb D)

(B2 5 ARERIET U UL 40g ZKICHENL, 500mL & L7zbo (HEEFED))

Wefe 7 B =7 A RIERRR (FOLHZE TR

3. FE KOS

B R AFT—+ ML R AG245% UXS2002S
LFF - T— 7K+ 74 FG-60KBM} U'FV-60KA2
I FH— - VIV Ry s d3—ua N T ykLd 7 A3901JP

ks v~ b7 77 - HEBOHEIV AT A (LC-MS/MS)
7YV b 1290 HPLC
7 YL~ 6460 Triple Quad LC/MS
T — Z JLPRALE 7 ¥ L > K MassHunter

4. RE 7 < N7 BESHTEH OBIESRME
41 mERE I vn~ V757

BT I ZORBAX Eclipse Plus C18 (7 ¥ L > i)
NEE 2.1 mm, £ 100 mm, FifE 1.8 pm

PR HIE - 5mmol/L Hifg 7 > = L/ 7 F=F VUL
65:35 (2 min)— (5 min)—5:95 (1 min)

Pk 0.3 mL/min

BT NI 40°C

AUEHEA R : 5uL

RFFIRFTA %9 6.1 min
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Auy WEXA (7 7=h/L7)

4.2. BESHTET

A A AkIE L7 b AT b— A F1kE (BSD
EE—F
REfR T AIRFE 300°C
R MG AT A i A 5 L/min
X7 TA W —HT] 45 psi
— AN AR 400°C
AT AV 11 L/min
A A BNEE 3500 V
7T TAE—FEE: 50V
al) Vg VEFE 5V
(VT a AN
A F R MRM

F=H YT, T 7Y H—HY—A 4 m/z400.0
TaXy M AY  m/z238.1

5. BREMRDOIERR

T T =H T OFEAEFL10.0 mgZ 50 mLOD A X7 T A TKEREL, A% ) —/VIZERLT
200 mg/LATHEJFUR & fSL U7, Z ORI Z 7 & b= K U LCAB L 70.000005, 0.00001,
0.00005, 0.0001%TX0.0002 mg/LOFEAERRIK 28 Uz, Z OB DS L% BIRLSAF O HRR
sua~ 757 EEOGNFHIEAL, T—XLHEEZHWNCT 7=V 7 O — 7
EREL, FElcER (ng), M —27 W% &> TREMRZIER LT,

6. HTIE
6.1. SHTHEAE
6.1.1. BEIDORILHE

ZELTEHAEBIOEEL B4, K2 ZHHI8TEIL, ZNENOXMD2 %Y &1
B GHERD), Z 02 %2 RFESHTHFRELE L, 720 O %2 RASHTHEREE L, 2
FLORFESHARELD 5 B, 1% S 51220 L b Dbt A D22 Y G, M)
L7z, ABEDEEES00 glZx LC0.2 mol/L Y » EAREET K200 mL & OMaFNREA/KSE T U 7 AR
W50 mLAE Mz T ¥ —TH—bL7,

2RO RAHTAREHE, R EREITH T2, TOHEZ X HI23F L2 00 b x%t
BO2OEIY &b, MY L7, HEEES00 gl L C0.2 mol/L Y > F&#E k200 mL &
OafREEAKSFE ST U 7 A50mLEINZ T S —TH—{b L7,
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Auy WEXA (7 7=h/L7)

6.1.2. fHH

BJ—Ab L7z RPIRRE ST R FEREIB0 g GREIR20 gfH Y &) 2 =MA7 7 XA a{2i3n &b,
7% b 100 mLZ I 2 T3040 R & 5 i L7z, fiti® 2 A#cE oo -l = ks A
@, FREE 7 F50 mL TV, FIEkICAE LT, AiREEHET7 & 2 T200 mLiZ
ERL, £00.5mL GUE0.05 gl &) #/oH L7,

6.1.3. EE

SR UTZHERICTE F= R Y A EIIZ TS0 mLICERL, HEIZELCTT 2 =1V
IWTHIR LT, ZOWHROS uLERIRREFORE 7 v~ N 77 7 « HEASHTFHIEAL T
B AR, BRIV T T =V T OEEERD, R ORRRE AR L,

6.2. EERFE(LOQ)K U HER S E(LOD)

E R RSUH Y & AR B VIR HEAE TE RS
(ng) (g) (mL) (nL) (ppm)
0.00005 0.05 50 5 0.01
/Mg R AR i IRV AR PR
(ng) (g) (mL) (nL) (ppm)
0.000025 0.05 50 5 0.005

HE, BREZTVPRLE UM
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6.3. B[R

Auy WEXA (7 7=h/L7)

SINTEHERR DTz, B AEREOD P AL ERERE B OVET IR} 0D S SR AL BRERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
A BRI A R 2 RITR T,
SERRAGEEE BEEORERIC IS 1T D IEM O U v — AL ORE O 12 0 DR ZEFE R L O RE & 5
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RHOEIXE

Bk IR EE EIEES NBSIEIES RSDr
(ppm) (%) (%) (%)
N 5 99, 96, 94,
95 2.8
94, 92
ey 0.25 100, 98, 98,
97 3.1
94, 93
=yl 0.01 116, 109, 101,
104 7.7
100, 96
6.3.2. RED[EN=R
v N FE EINES NS SIEES RSDr
(ppm) (%) (%) (%)
IR 5 91, 91, 90,
90 0.9
90, 89
=105 0.25 94, 93, 91,
90 3.7
88, 86
=05 0.01 98, 94, 94,
92 6.2
90, 83
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Auy WEXA (7 7=h/L7)

7. RBEEH

BT A RN 2 T DRAEEOEEOEHOERMITOWT) CEMRIF4H 1A
TR TS EAR EEE AR LR AR RS ([CAOE, NERBEER AT o7,
EHILYE . 20MIAE A D T LIS, B URIROELFECE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—VREh &8 L,

7+ VT 4 —ar ha— LB TR B A R,

F72, 20124E10 7 Efii OB MRS EEHLERE (MHEARRKh et ¥ —)
BT HZAaTIIETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s 5

7.11.8H
Skl fEH L7 Ml S AL
(%) 53 MK (ppm)
2013/7/24 KIK 97 <0.01
2013/7/26 I 101 <0.01
2013/7/30 KK 99 <0.01
2013/8/ 7 S| 97 <0.01
2013/8/ 9 T 99 <0.01
2013/8/13 =¥l 99 <0.01
2013/7/ 8 =y 101 <0.01
2013/7/10 ET IR 105 <0.01
2013/7/15 =105 102 <0.01
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Auy WEXA (7 7=h/L7)

712.8%
S3HT B N ROYlE IR AR IR
(%) 53T (ppm)
2013/7/24 RN 94 <0.01
2013/7/26 KK 100 <0.01
2013/7/30 KIK 97 <0.01
2013/8/ 7 Sl 94 <0.01
2013/8/ 9 &N 97 <0.01
2013/8/13 S| 99 <0.01
2013/7/ 8 ET IR 98 <0.01
2013/7/10 = 95 <0.01
2013/7/15 =y 92 <0.01
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Auy WEXA (7 7=h/L7)

8. v MU v 7 R R DOMER

~ MU v 7 ARERERIRIE, 4 B O BAEERE O B RIRIR ] mLE - A 7 Z 2 225y B
L, 40°CLL F OKEH CRIEIRME L, ERXE F CREEA4 - E L%, 0.0001 mg/LO &
R REHE A mLICPAfE L CRREL L 7=, ~ bV v 7 ZRBMO TR R 2 R IR T,
8.1.RHA

~ by 7 ZGR

e

(%)
KK 103
=5 Al 103
B IR 113

82.R=%E
~ hU v AR

k) IO

(%)
KK 101
1= N 99
=15 101

9. RIFLEMRR
BRI, BEHICHNTEFEM Loz, RIFLEERBRE Eii Lieh o7z,
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Aay WMBEXA (7TI7=h1L7)

-1, <A AT R L
TIT=ZANT DIAANRY M)v (—IRA A V) O—fF] (IEE—K)

x10 2 |+ESI Scan:1 (0.2 min) Frag=50.0V S130530_02.d

400.0

0.1+ 422.0

. o L i
355 360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445
Counts (%) vs. Mass-to-Charge (m/z)

TI=INTDOTaR g NAxy L AT h LD —4F]
(7Y h—Y—A F> ; m/z=400.0, [EE— )

x10 2 |+ESI Product lon:3 (0.2 min) Frag=50.0V CID@5.0 (400.0 -> **) S130530_12.d
238.1

0.154 91.2 254.2

138.1 208.1

0.05+ ‘ ‘
| o ) | hd

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380
Counts (%) vs. Mass-to-Charge (m/z)
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Auy WEXA (7 7=h/L7)

fR-2. BRADOZ a~< 75 A5 ((REHF)

FEYESL 0.001 ng

i 0.00005 ng

iRy AL
5 uL/50 mL/0.05 g

x10 2 |+ MRM (400.0 -> 238.1) S130715_07.d x10 2 |+ MRM (400.0 -> 238.1) S130715_10.d x10 2 |+ MRM (400.0 -> 238.1) S130715_03.d

4.6 4.6 4.6
4.4 4.4+ 4.4+
4.2 4.2 4.2

44 * 44 44
3.8 3.8 3.8
3.6 3.6 3.6
3.4 3.4 3.44
3.2 3.2 3.2

3 3 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4+ 2.4+ 2.4+
2.2 2.2 2.2

2 2 24
1.8+ 1.8+ 1.8+
1.6+ 1.6 1.6+
1.4+ 1.4+ 1.4+
1.2 1.2 \L 1.2

1 1 1
0.8+ 0.8 . 0.8
0.6 0.6 0.6
04 0.4+ A- 0.4+

12 3 4 5 6 7 12 3 4 5 6 7 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
R S [EIAEE 1 Ak ERF S [RIALEE 3 A% RS RELEE 7 B 1%
5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g
x10 2 |+ MRM (400.0 -> 238.1) S130715_23.d x10 2 |+ MRM (400.0 -> 238.1) $130715_21.d x10 2 |+ MRM (400.0 -> 238.1) S130715_19.d

4.6 4.6 4.6
4.4 4.4+ 4.4+
4.2 4.2 4.2

44 4 44
3.8+ 3.8+ 3.8+
3.6 3.6 3.6
3.4+ 3.4+ 3.4+
3.2+ 3.2+ 3.2+

34 34 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4 2.4 2.4
2.2 2.2 2.2

2+ 2 2
1.8 1.8 1.8
1.6+ 1.6+ 1.6+
1.4+ 1.4+ 1.4+
1.2 1.2 1.2

1 1 1
0.8+ 0.8+ 0.8
0.6 0.6 0.6
04 — ——— | 0.4+ — 0.4+

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Auy WEXA (7 7=h/L7)

-3 REDI v~ s 75 5 (REH)

FEYESL 0.001 ng

i 0.00005 ng

iRy AL
5 uL/50 mL/0.05 g

x10 2 |+ MRM (400.0 -> 238.1) S130719_02.d x10 2 |+ MRM (400.0 -> 238.1) S130719_05.d x10 2 |+ MRM (400.0 -> 238.1) S130715_W02.d
4.2 4.2+ 4.2
44 44 4
3.8 3.8 3.8
3.6 * 3.6 3.6
3.4 3.4 3.44
3.2+ 3.2+ 3.2
34 34 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4 2.4 2.4
2.2 2.2 221
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
1 1 l 1
0.8+ 0.8 0.8
0.6 0.6 . 0.6
04 04 L 0.4+
12 3 4 5 6 12 3 4 5 6 12 3 4 5 6 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
R S [EIAEE 1 Ak IR 5 [ELEE 3 Atk RS [RULEE 7 Atk
5 uL/250 mL/0.05 g 5 uL/250 mL/0.05 g 5 uL/250 mL/0.05 g
x10 2 |+ MRM (400.0 -> 238.1) $130719_11.d x10 2 |+ MRM (400.0 -> 238.1) $130719_09.d x10 2 |+ MRM (400.0 -> 238.1) S130719_07.d
4.2 4.2 4.2
44 4 4
3.8 3.8 3.8
3.6 3.6 3.6
3.4 3.4+ 3.4+
3.2 3.2 3.2
34 34 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4+ 2.4+ 2.4+
2.2 2.2 2.2
2 2 24
1.8 X 18- \L 1.8
1.6 1.6 1.6
1.4 144 . 144 .
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+ 04

Counts vs. Acquisition Time (min)

1 2 3 4 5 6
Counts vs. Acquisition Time (min)
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1. HrtgmE

Aoy XA (L YR AATF)V)

BIBGIZRBIT BEMD I Vv—F1L - BESHEEMEG

T VIR BAFIV

TJVIXTVARAFIV
b%4
Ponm aea Vi
TR

I

=

@]ﬂ

AN

G

LIES

fit

th

2. 1RHEM R UNASE

o
P

methyl (E)-methoxyimino[2-(0-tolyloxymethyl)phenyl]acetate
CisH19NO4
3134

CH;

O
CHLO ‘xN AOCH;,

O

I

101.6~102.5°C

2.3x 10 mPa (20°C)

log Pow = 3.4 (pH=7, 25°C)

7K 2 mg/L (20°C)

~NTH T2, AKX =V 149, TE b 217, EEE=TF L 123,

vrunAX 939 (LLE gL, 20°C)

IR 5 348 (pH=7), 7W#f] (pH=9),
pH=5T I L E

M : The e-Pesticide Manual 15th Edition. ver. 5.0

7 LY Xy AT VERESR, - I 99.9% (Rt T3

TER=RUN, TRy, MLz, A5 —)b BRI (Femidk T3ER)
A B =)L LC-MS Al (Fieffisk T3 5Y)

7K : PURELAB Flex System(Veolia Water Solutions & Technologies,

Saint Maurice,France) C k5 L 7= /K

ST =y b AR (ROEHi TR

75774 "N H—R =0T A InertSep GC, 500 mg/6 mL (P — T L1 = )
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Aoy XA (L YR AATF)V)

3. FEKUHds
BRI A KT— - hL R AG245K 8XS2002S
L T— 7 R+ 74 FG-60KBM} U'FV-60KA2
IH— - T e b T A BRI —7 RA45

K O¥a R 27— BLIXER-5Plus
Wik n~ 777 - Baofrate A7 4 (LC-MS/MS)

7Y L2 kb 1290 HPLC

7 YL~ 6460 Triple Quad LC/MS
T — S HLEREEE 71 b MassHunter

4. WiE7a< N7 57 BESWE OBIESME
41 BEBRIEI e~ NTT 7

T A ZORBAX Eclipse Plus C18 (7 ¥ L v | i)
NEE 2.1 mm, £ 100 mm, FifE 1.8 pm
VAR AR ) —v/5mmol/lL EFET v E=D A
60:40 (1 min)— (4 min)—90:10 — (2 min) —95:5 (1 min)
Pk 0.3 mL/min
BT NI 40°C
AUEHEA R : 5uL
PRFFIRFTA #J 4.7 min

4.2. BELHTR

A ARk Tl 7 haAFL— A FAbkiE (ESD
EFE— R

R MR T AR 300°C

WA T A& 6 L/min

X7 TAY—FET] 60 psi

V= AT ARE 250°C

VAT A& 12 L/min

A FHNERE 5000 V

77 TAZ—FEE . 50V

ol va VEE: 30V

(ZVTa ANy

A F R MRM

ET=H Vo TAF . TV =Y —A A m/z331.0
TaX s hAFY  m/iz116.0
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Aoy XA (L YR AATF)V)

5. BREHRRDIERK

I LY RY A AFIVOERETL10.0 mgES50 mLO A AT T A TR L, Tk F SRR
L T200 mg/LEEMERUK 2 R U7z, Z OIEMERIKZ A 2 /) —/v /7K (50:50, v/v) (RHETAr
FRLT0.0001, 0.0002, 0.001, 0.002} (}0.004 mg/LDOFEHEVRIE 2 S L7z, Z OIEKDS uL
EHTRRMEORE o~ N 777 - BESIFHIEAL, T —ZRAEEEZHWT s LY
XFULAAFNOE—7 FFEEZIE L, MEcERE (ng), #HICE— 7 WL & > ThHER
VR LT,

6. T
6.1. SATHE
6.1.1. FAELDORITLLIE
ZHLEABORERZE- 1%, £22HH80EIL, TNENOXAD2o%E0 &b
Wiz GHIER), T2/ %2 BESHTHFEIE L, 720 02 % RO R E Lz, 2
MORESHAREO L, HHOEEE I —TH—LL7 R0 OFITRINEIN %
e T T =V T N ARELE Uo), 2MORRSIT RN, RAEREICH T, £
DIMOAEE I X F—TH L L (%Y O LZRIMA S LERT 7 = A7 555 Ak
ke L72),
Bo-RANERE L RN EEL AV TREARLERL (%) 2HHELE,

6.1.2. HhiH

Bt U 7o RGBT R FEGGR20 g2 =7 7 2223 &0, 7& 100 mL%
Mz T304 MR & O Lz, Mtz A A oo 72l S Cls I A L, &iEx 7 &
k50 mLTHEWY, [FERIC A LTz, ARAEHOET & 2 T200 mLICER L, £D2mL
(FREF0.2 gfH Y &) 2o HL 7z,

6.13. 79774 bI—RUI=hTFhickBER

77774 MH—RUI=8T AT b5 mLEOVKS mLZ EXRFE F UETALER L 7=,
ATEEOFIHNRICAKS mLE M2 TREM L72%, AL 777 74 M I—R =0T A
I N L7e, 617 Fr /7K (60:40, viv) IRIES mLEHE F L, 2o O E T
T 77774 NII—RUI =T LEWGIHEBE L%, 72 = )L,/ hLx (75:25,
viv) IRIEIOmLEZFE T L, WHIEARY, 40°CLL T ORI CRUEEM L, HEITEHEX
it I AR 5 LTz,
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Aoy XA (L YR AATF)V)

6.1.4. BE

PR e X 2 ) —v 7k (50:50, viv) 1RHR10 mLICEE L, MBS U CREKR TR
Lo ZOWKOS pLERRERIE ORI o~ 77 7 « B&OHFHHEALTE—2 [
fEEkD, MERIVIZ L YRV AAFLOERESRD, B OREEELEH LT,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

E R [RSUH Y & ARHER i IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.001 0.2 10 5 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0005 0.2 10 5 0.005

HE, BREIVERLE UM
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6.3. EXR

Aoy XA (L YR AATF)V)

SINTEHERR DTz, i AEREOD P AL EREURL B OVET IRF R} 0D SR SR AL BRERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
A BRI A R 2 RITR T,
SERRAGEEE BEEORERIC IS 1T D IEM O U v — AL ORE O 12 0 DR ZEFE R L O RE & 5
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RHOEIXE

Faw sl WINE B EIESS NISSIEPE RSDr
(ppm) (%) (%) (%)
= 5 99, 99, 98,
98 0.9
98, 97
=t 0.25 96, 94, 94,
93 2.6
91, 90
=yl 0.01 104, 103, 101,
102 1.9
101, 99
6.3.2. BREDEINE
Faw sl TSI BE EEs SES RN R RSDr
(ppm) (%) (%) (%)
= IRy 5 99, 99, 99,
98 1.3
98, 96
IR 0.25 100, 99, 98,
98 1.8
96, 96
I 0.01 100, 95, 93,
94 4.1
92, 90
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Aoy XA (L YR AATF)V)

7. FEEEH

[ BT A RS 2 T DA SO EEOE O ERMITOWT) CERMRIF4H 1A A
TR S EAR EEE AR LR AR RS ([CEOE, NERBEER AT o7,
EHILYE . 20MIAL A D T LIS, B URIKROELFE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—ViREhH &8 L,

7+ VT 4 —ar ha— LB TR R A R,

F72, 20124E10 7 Efii O & A EEHLERE (MHEARREN L2t 7 —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 [fl S A
(%) 53 MK (ppm)
2013/9/19 KIK 95 <0.01
2013/9/20 A 98 <0.01
2013/9/18 IR 102 <0.01
2013/10/2 =10 101 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/9/19 I 94 <0.01
2013/9/20 N 102 <0.01
2013/9/18 =10 102 <0.01
2013/10/2 B I 104 <0.01
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Aoy XA (L YR AATF)V)

8. = MU v 7 AR DOMER

~ MU v 7 AREREETRIT, 4 B O BAEERE O B RIRIR ] mLE A7 Z 2 225y B
L, 40°CUL T ORI CRERME L, EHRK00 F Tt a8 E L%, 0.002 mg/LOM &
R REHE ] mLICPAME L CRREL L 72, ~ bV v 7 ZRBM OISR 2 R IR T,
8.1.RA

~ by 7 ZGR

ARk
(%)
RIK 101
=Rl 102
B IR 104
8.2. 5%
- ~ U w7 2R
(%)
R 103
=Rl 105
B IR 102

69



Aoy XA (L YR AATF)V)

9. REFREMHBR

WAt U= BN 7 L Y T A ATFIVERML, —20°CICHfERTFE LT, —/F
HARMRAE L7128, [FARICHOMT L ClEINRZ KO, IRFETOLEN MR LT, RELEM

RBR DR R 2 RITTRT,

9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 KR 71 (2013/7/23-10/2) 92, 89 90
0.5 0 57 (2013/8/6-10/2) 87, 85 86
0.5 IR 86 (2013/7/8-10/2) 88, 83 86
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 KR 71 (2013/7/23-10/2) 85, 84 84
0.5 0 57 (2013/8/6-10/2) 87, 84 86
0.5 IR 86 (2013/7/8-10/2) 85, 82 84

70



Aoy XA (L YR AATF)V)

-1, <A AT R L
TJVUVIRVARAF LD AARY ML (—RA A V) O—f] (IEE—F)

x10 2 |+ESI Scan:1 (0.2 min) Frag=50.0V S130603_04.d
1.05+

331.0

0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.14 352.0
0.05
0,‘\mu‘”m‘mmwHHMMHMHMH [T ‘u‘\\uu\\\\\\u\mm | RO T TR N
' 285 200 205 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375
Counts (%) vs. Mass-to-Charge (m/z)

314.0

JUIXRVARAFNDT 0L b AF ¥ L ART (LD
(FVH—H—A A2 ; mz=331.0, EE—K)

x10 2 |+ESI Product lon:2 (0.2 min) Frag=50.0V CID@30.0 (331.0 -> **) S130603_17.d
1.05+
116.0

0.95+
0.9+
0.854
0.8
0.75+4
0.7+
0.65+

130.9

0.55+

0.25- 2222

| 592 145.9 207.1
0.15 180.1
i, ‘ il “HM‘ ol “‘mw il

140 160 180 200 220 240 260 280 300 320 340
Counts (%) vs. Mass-to-Charge (m/z)
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Aoy XA (L YR AATF)V)

fR-2. RADI v~ 75 5 (REH)

e 0.02 ng =R, 0.001 ng W
SuL/10 mL/0.2 g
x10 2 |+ MRM (331.0 -> 116.0) S130919_07.d x10 2 |+ MRM (331.0 -> 116.0) S130919_10.d x10 2 |+ MRM (331.0 -> 116.0) S130919_04.d
4.6 4.6 4.6
4.4 4.4 4.4
4.2 4.2 4.2
44 * 44 44
3.8+ 3.8+ 3.84
3.6 3.6 3.6
3.4+ 3.4+ 3.4
3.2 3.2 3.2
3 3 3
2.8 2.8 2.8
2.6 2.6 26
2.4+ 2.4+ 2.4
2.2+ 2.2+ 2.2+
2+ 2+ 2+
1.8 1.8 1.8
1.6 1.6 1.6
1.4 1.4 1.4
1.2+ 1.24 1.24
14 14 14 \L
0.8 0.8 . 0.8
0.6 0.6 0.6
0.4 04 /\\ 04 —
12 3 4 5 6 12 3 4 5 6 1 2 3 4 5 6 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hikr 3 [ELEE 1 BT R 3 ELH 3 B % Hiky 3 ELHE 7 B4

SuL/10 mL/0.2 g

x10 2 [+ MRM (331.0 -> 116.0) S130919_18.d x10 2 |+ MRM (331.0 -> 116.0) $130919_16.d x10 2 |+ MRM (331.0 -> 116.0) $130919_15.d
464 464 464
444 444 444
424 424 424
44 44 4
3.8+ 3.8+ 3.8+
3.6 3.6 3.6
3.4+ 3.4+ 3.4+
3.2 3.2 3.2
34 34 34
2.8+ 2.8+ 2.8+
2.6+ 2.6 2.6
2.4+ 2.4+ 2.4+
2.2 2.2 2.2
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
04 04 04

SuL/10 mL/0.2 g

5uL/10mL/0.2 g

2 3 4 5 6
Counts vs. Acquisition Time (min)

2 3 4 5 6
Counts vs. Acquisition Time (min)
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Aoy XA (L YR AATF)V)

fX-3. BEOI7a~< 5 A5 (REHF)

FEER 0.02 ng R 0,001 ng W L
SuL/10 mL/0.2 g
x10 2 |+ MRM (331.0 -> 116.0) S130924_CK03.d x10 2 |+ MRM (331.0 -> 116.0) S130924_CK06.d x10 2 |+ MRM (331.0 -> 116.0) S130919_06.d
3.44 3.44
4.6
3.2 3.2 4.4
3 3 424
* 4
238 238 381
2.6 2.6 3.6
3.4+
24 24 321
2.2 2.2 34
N N 281
2.6
1.8+ 1.8+ 2.4+
161 161 229
24
1.4 1.4 1.8
124 124 161
1.4
14 14 1.2
0.8 0.8 14
06 06 08
I e 0.6
04 04 A 041
1T 2 3 4 5 6 7 1 2 3 4 5 6 7 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hikr 3 [ELEE 1 BT R 3 ELH 3 B % Hiky 3 ELHE 7 B4
SuL/30 mL/0.2 g SuL/30 mL/0.2 g SuL/10 mL/0.2 g
x10 2 |+ MRM (331.0 -> 116.0) S130924_CK11.d x10 2 |+ MRM (331.0 -> 116.0) S130924_CK09.d x10 2 |+ MRM (331.0 -> 116.0) S130919_25.d
3.4 3.4
46
3.2 3.2 4.4
3 3 4.2
4
2.8 2.8 3.84
26 26 369 .
3.4
2.4 2.4 3.2
2.2+ 2.2 34
2.8
2+ 2+
* 2.6
1.8+ 1.8+ 2.4+
161 161 221
24
1.4+ 1.4+ ., 1.84
124 121 164
1.4
14 14 1.2
0.8 0.8 1
06 06 081
] > 0.6
0.4 0.4- 04
T2 38 4 5 & 7 12 3 4 5 6 7 T2 3 4 5 6

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Amr LKA GUBIEES, (FYEHE)

BB BIT BIEMD I V—F1L - BESWEEMD
REEEY%, (FWEE

LRBHEES
v B ROl EHER RIEWER KREE REEOVY EHEN (%) REDEX
mH A% (kg/fE) (kg/1E) (kg) (kg) R R (mm)
FI 0 - 1.69 1.74 16.9 10.8 93 7 2.0
A 1 1.69 8.46 93 7 1.9
A 3 1.76 8.78 93 7 2.0
A 7 1.81 9.04 94 6 1.5
) 93.7 S 1.9
B 0 - 1.48 1.40 14.8 9.89 89 11 2.1
A 1 1.38 8.26 90 10 2.0
A 3 1.35 8.12 90 10 2.0
A 7 1.40 8.38 90 10 1.8
¥ 90:10 ) 2.0
I 0 — 1.75 1.96 21.0 14.4 89 11 2.0
A 1 2.02 12.1 90 10 2.0
A 3 1.98 11.9 93 7 2.4
A 7 2.10 12.6 92 8 2.0
#9129 S 2.1

3JEL ORI EE 3EHORERED Y

1.70 kg/{@l 11.7 kg

A oe N TR e
7 LY XY N ATFE3EALEE
ATty = hT7xzrTay s A, LERX T F o T4RLE
7 T =7 I ES AL

74



Any EXA GUEHEES, (F5H)

21EHEE
213K

AR HEALER PRI ALERLH %

KL AP H AR IR ALERT H %

75



Any EXA GUEHEES, (F5H)

Y7 AE

IET 13-1001

g R mAn AL A%

AN L3 A A% AN ALELT A%

76



Any EXA GUEHEES, (F5H)

Bl SEALEE R ALEEL A

R ALEE3 H AR B ALERT A%

77



1. HrtgmE
T )T 7

===

i3
==

WoR oD N =
RSB A

th

2. 1R R OREE

7

S =

= =

Aoy MEXB (= /)T 7))

BB BIT BEMD 7 Vv—F1L - BESHEEMO

VT )T

(E)-2-(4-tert-butylphenyl)-2-cyano-1-(1,3,4-trimethylpyrazol-5-yl)vinyl
2,2-dimethylpropionate

CoaH31N30,

3935

CH CH
oNT 2

CH; I N

t:HgCH3 GHS}rl*G CH,
CH3CH3

ERER RN

106.7~108.2°C

5.2x 10 * mPa (25°C)

log Pow = 5.6

7K 0.30 mg/L (20°C)

54°CT14 HHZE

IR =i ; 098 (pH=9, 25°C)

M : The e-Pesticide Manual 15th Edition. ver. 5.0

VIV T 7 = RS B 99.8% (FroLH{iEE T3EHY)

7 b= b U ARG (Foahlisk TR

T h=RU: LC-MS M (Reflisk T 368Y)

7K : PURELAB Flex System(Veolia Water Solutions & Technologies,
Saint Maurice,France) C k5 8 L 72 /K

Xk

mIRIE R n~ b 7T 74— M (RDEHEE e

Cis 2 =#H7 2 : InertSep C18-C, 1 g/6 mL (¥—=x /L1 = i)
77774 NI—R I =77 A InertSep GC, 500 mg/6 mL (¥ —x /LA = )



-

B & OBES
CEARANY

s

s T @
&

P

Aoy MEXB (= /)T 7))

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
TT7 AT A BRI —7 R-45

K O¥a R 27— BLIXER-5Plus

Wk v~ 7o 7 HEGHFH Y AT 5 (LC-MS/MS)

T A ALERAEE

v 4 — & —X 2695 HPLC
7 4 —# — A Quattro micro
7 4 —4& — A MassLynx 4.0

4. WK v~ 7T 7 - BESHE OBRIESRM

VIRV

TaBENR
P

BT LR
AREHEANE -
PREFIRFR] -

4.2. BEHWTET

A A ALk

=M AR
B T A &
P i 77 A JRE

V= AT a sy JIRE

¥y b7V —EE
a—EE

al) Vg VEFE

A Atk

E=H VU TAF

41 mERE I n~ v 757

SunFire C18,3.5 um (7 #— % — X )

W 2.1 mm, £ & 150 mm, KifE 3.5 um
T R= MUK 2%EEE (75:20:5, vIVIV)
0.2 mL/min

40°C

10 uL

#J 11.2 min

Tl 7 haRxFL— A FAbkiE (ESD
EE—F

50 L/h (N,)

600 L/h (N,)

350°C

130°C

32kV

40V

25V

(VT a A Ar)

MRM

7 H—H—A A m/z394.0
TaX s hAAY  m/z309.9



Aoy MEXB (= /)T 7))

5. BREMDOIERK

VE )BT T =2 OEHER10.0 mgE SO mLO A AT T A TKERL, T h=hULZ
Tafit L C200 mg/LAEYEFE 2 L7, ZOBEHERKEZ 72 =K UL, /K (75:25,v/v)
IR CATIR L C0.00025, 0.0005, 0.0025, 0.005%0%0.01 mg/LOAEAEAK Z T L=, D
IR D10 pL&E FIRLSE O 7 v~ N 77 7 EBONTRHIEAL, 7 — X % E % H
WCY T /BT 72O — 7 HEEZHE L, BlcER (ng), HlhHcE — 27 migs & o
THRRERZ R LTz,

6. HTIE
6.1. oHTHEAE
6.1.1. BUEIORIALE

THE LR OEELY &o7c%, HEAMGEHIA ~ ZHHI8HEIL, FLE DXt D2
SEIY Hbte HIER), TO2MARELSITHFEE L, %0 024 RASHT R
BhE Uiz, 2MORESHTTHREO S D, MO2EZ I —TH (Ll R OLIT
WINBN N MBI T T =T ot HEEE L7o), 28O RRW o8 AL, B & REZI
DT, FOOEEE I —TH b L7 R OFLIXHRMFN M E 2T 7 =h )L
ToONTRREE LT,

QVER X GBHI A # 2 HEC40EI L, A o2o 20 Abtiz, O %A I R
BHE L, %0 Oz RASHTHRE L Lo, RESITHEEHI2EZ I —TH—fkL
oo BASHTAREHT, BEERBRICHT, RRAOLEE I XV —TH kLT,

Bol-RNERL BHEEZHAVCRNRERERIL (%) 2 LA,

6.1.2. i

BJ—{b U7z R ARBUTR TR0 g =A7 T A 2l2idnrv &y, 7T Rr=1F UL/
7K (80:20, v/v) TE#E100 mLZ Iz T304 & 5 i L7z, flitidn 2 AR 8o 7o Ml 1L
SRS A L, BRI A RRIES0 mL TV, FEEICAB L, AikzEbET e h=F
UL T00mLIZER L, £?D2mL GREN.2 gfi &) &0 E L7,

6.13.CuI =W T LRVT T 77 A bI—RU =0T LOERED T 2L HER
CsX=H 7 L7 F=hFVU/L5 mLKUVKS mLZNAKGE T LRTLER L7, RiEOHH
HRIZAK10 mLZE M2 TR L72t%, AELL72CyI = T DI FLiz, 678 b=
FU LK (60:40, viv) IBIRIOmLAE FL, ZHOOMMIKRAHE T, CxI =7 LD
TIiZ7E h=K UL 7K (80:20,v/v) IBIES mLCRIWEE L=/ F 7 7 A4 b 1—HR I =
TAEHEREL, 7 h=hULK (80:20, viv) JRIELS mLE Z OMEfES T AT LT
R 2 S B Lo, 0 B U 7o s iR 22 40°CLL T DK CIRUERAE L, B ITERKIT T
TR AR E LT,



Aoy MEXB (= /)T 7))

6.14. BE

BRWET & F= UV 0K (7525, viv) 114 mLIZERE L, 20208 U CRIRIR Ty

MU=, ZOWKDI0 uLE FIRESRM ORI v~ 77 7 - EH&
HEZ KD, MEHIVSZ ) VI 7 OERBERD,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

SIFTEHZEAL TE—7
AUBHP ORI 2 HH LT,

E R [RSUH Y & ARHER i IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.005 0.2 4 10 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0025 0.2 4 10 0.005

HE, BREIVERLE UM



6.3. EXR

Aoy MEXB (= /)T 7))

SINTEHERR DTz, AR P AL ERERE K OVET IR} 0D S SR AL BERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
A BRI A R 2 RITR T,
SERRAGEEE BEEORERIC IS 1T D IEM O U v — AL ORE O 12 0 DR ZEFE R L O RE & 5
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RHOEIXE

Faw sl WINE B EIESS SER RV R RSDr
(ppm) (%) (%) (%)
= 5 98, 98, 96,
96 1.9
95, 94
= 0.25 95, 94, 94,
93 3.0
93, 88
=t 0.01 105, 104, 103,
103 2.0
101, 100
6.3.2. BREDEINE
Faw sl VAN JE EEs SES RN R RSDr
(ppm) (%) (%) (%)
=y 5 95, 94, 92,
92 2.8
90, 89
IR 0.25 93, 93, 92,
92 0.9
92, 91
B I 0.01 96, 95, 94,
94 2.4
93, 90




Aoy MEXB (= /)T 7))

7. FEEEH

BT A RN 2B T DMAEFEDOEEOE O ERMITOWT) CEMRIF4H 1A
TETRE TS EAR EEE AR LR RS ([CEOE, NERBEER AT o7,
EHILYE . 20MIAL A D T LT, B URROELFGE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—VilEhH &8 Lz,

7+ VT 4 —ar ha— LB TR R A R,

F72, 20124E10 7 Elii OB ARSI EHLERE (MHEARREh Lt ¥ —)
IZBITHZAaTIIETZIL2LTH -1,

71.7 % VT 4 —a v ba—)LURBH s 5

7.11.8H
ST A fEH L7 [fl S AL
(%) 53 M E (ppm)
2013/8/ 5 KIK 92 <0.01
2013/8/14 /i 85 <0.01
2013/8/22 =l 84 <0.01
2013/8/26 S| 80 <0.01
2013/7/19 ET IR 79 <0.01
2013/7/25 =15 95 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/ 5 KIK 88 <0.01
2013/8/14 /i 85 <0.01
2013/8/22 N 88 <0.01
2013/8/26 S| 76 <0.01
2013/7/19 ET IR 93 <0.01
2013/7/25 B IR} 92 <0.01




Aoy MEXB (= /)T 7))

8. ¥ Y v AR OHER

~ MU w7 ZRERERRIE, £ B O SLERER O B KIRIR L mLa AR 7 5 2 21255
L, 40°CLLF DK CRUERM L, EHRK F TR %% L72#%, 0.005 mg/LOME
FRAEAERR ] mLICIEME L CRI LT, ~ Y v 7 2B R 2 R IR T,
8.1RA

~ by 7 ZGR

VR
(%)
RIK 107
@ A 119
IR} 105
8.2. 5%
- ~ U w7 2R
(%)
R 112
@ A 111
B IR 116




Aoy MEXB (= /)T 7))

9. RIFLEMERR

B LI B AN S = ) BT 7 = U E2RI L, —20°CICHfSIRIE LT-, —EH
FIERTFE U724, [RERICHOHT L CRICEZ RS, (RIFHORZEM 2 MR Lz, RIFLEMER
BROFERERITRT,

9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 KR 22 (2013/7/23-8/14) 88, 81 84
0.5 0 20 (2013/8/6-26) 77, 76 76
0.5 IR 17 (2013/7/8-25) 84, 83 84
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 KR 22 (2013/7/23-8/14) 85, 82 84
0.5 0 20 (2013/8/6-26) 80, 75 78
0.5 I 17 (2013/7/8-25) 88, 80 84




Aoy MEXB (= /)T 7))

-1, <A AT R L
VE)ET T2 DTAANRY "V (—RA A V) O—B (IEE—K)

Scan_01 26 (1.776) 1: Scan ES+
100+ 394.0 9.67e7
%7
394.9
| 415.9
] 395.9 4169
354.8 362.6 2068 3830384.8 _396.9 400.9 431.9 434.6 447.9
Ot e e e e e e e e e e e MYZ

P
350 360 370 380 390 400 410 420 430 440 450

VIE)ET T 2T aR Y AKX AT kLD
(FV I—Y—AF> ; m/z=394.0, IEE—R)

Scan_04 24 (1.665) 4: Daughters of 394ES+
100+ 393.9. 6.78e6
309.9
%,
| 308.8
254.0
| 294.0
391.8
ol 26702770 113067 | 31213335 3380 3499 3694 3764°" 395{1? .
L L S B S L N B I IR R L R B
260 280 300 320 340 360 380 400



Aoy MEXB (= /)T 7))

fR-2. RADI v~ 75 5 (REH)

BEYES 0.1 ng FEYESL 0.005 ng [ Y usE]
10 WL/4 mL/0.2 g
A130719_12 MRM of 1 Channel ES+ A130719_24 MRM of 1 Channel ES+ A130719_03 MRM of 1 Channel ES+
303.98 > 309.80 393.98 > 309.89 393.98 > 309.89
1007 1.25e5 1009 1.25e5 1009 1.25e5
% % %

I | G

0 T T T 1 Time 0 T T T T T 1 Time O T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
R 1 [EILEE 1A R EIRE 1 [ESLEE 3 AR EiE 1R 7 AR
10 lL/A mL/02 g 10 uL/4 mL/0.2 g 10 uL/4 mL/0.2 g
A130719_19 MRM of 1 Channel ES+ A130719_17 MRM of 1 Channel ES+ A130719_15 MRM of 1 Channel ES+
393.98 > 309.89 393.98 > 309.89 393.98 > 309.89
1007 1.25e5 1007 1.25e5 1007 1.25e5
% % %-|
T T T 1 Time T T 1 Time T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00

10



Aoy MEXB (= /)T 7))

fX-3. BEOI7a~< 75 A5 (REHF)

BEYES 0.1 ng FEYESL 0.005 ng [ Y usE]
10 WL/4 mL/0.2 g
A130719_021 MRV of 1 Channel ES+ A130719_008 MRM of 1 Channel ES+ A130719_003 MRM of 1 Channel ES+
303.98 > 309.89 393.98 > 309.89 393.98 > 309,89
1007 6.80e4 1009 6.80e4 1009 6.80e4
% % %

I | S

0 T T T 1 Time O T T T T T 1 Time O T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
R 1 [EILEE 1A R EIRE 1 [ESLEE 3 AR EiE 1R 7 AR
10 lL/A mL/02 g 10 uL/4 mL/0.2 g 10 uL/4 mL/0.2 g
A130719_019 MRM of 1 Channel ES+ A130719_017 MRM of 1 Channel ES+ A130719_015 MRM of 1 Channel ES+
393.98 > 309.89 393.98 > 309.89 393.98 > 309.89
1007 6.80e4 1007 6.80e4 1007 6.80e4
Yoy % %o
T T T 1 Time T T 1 Time T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00

11



Auy JEXB (F7 27 a7V R)

BB RBT BEMD I V—F1L - BRESHEHEMO

FrrurY R
1 rRmE
FTroruarY R
{b54 - (Z)-3-(6-chloro-3-pyridylmethyl)-1,3-thiazolidin-2-ylidenecyanamide
GaRs SV C1oHoCIN,S
Cain 252.7
MG s. SN
Ba
I
Hz
M
Cl
PR W SR R
2 136°C
AT 3x 10~ mPa (20°C)
STBLPRER log Pow = 0.74 (/K), 0.73 (pH=4, 7), 0.74 (pH=9)
Tt 7K 185 mg/L (20°C)

~FH 2 <01, FLL2 030, Yrom AL 160,
Fo B )= 14, Fasi)— 30, T 64,
=L 94, RV xF LY a—n 42, 7 =KV 52,
DMSO 150 (UL E g/L, 20°C)
LENE ARG RIZx L CLE (pH=5~9, 25°C)
H  H#i : The e-Pesticide Manual 15th Edition. ver. 5.0

2. 1RAEM R ORI
FT a7y NEEAES  FE 98.0% (Dr. Ehrenstorfer HY)
TR r=RU, AZ—)v FREAESGAERA] (FotmiE T35
A% = LC-MS H (Rl T2 8)
7K : PURELAB Flex System(Veolia Water Solutions & Technologies,
Saint Maurice,France) CF5 8 L 72 /K
T mdiEis s v~ N 777 0 —H (FotHigE L3EE)
Cig X =77 A : InertSep C18-C, 1 g/6 mL (¥ —= /LA = A i)

12
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CEARANY
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Auy JEXB (F7 27 a7V R)

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
T AT A BRI —7 R-45

K O¥a R 27— BLIXER-5Plus

Wk v~ 7o 7 HEGHH Y AT A (LC-MS/MS)

T A ALERAEE

v 4 — & —X 2695 HPLC
7 4 —# — A Quattro micro
¥ 4 —& — A MassLynx 4.0

4. WK v~ 7T 7 - BESHE OBRIESRM

VIRV

AR
DI

BT LIRS
AUBHE A& -
PrfpIRFfA] -

4.2. BEHWTET

A A ALk

=M AR
B T A &
P i 77 A JRE

V= AT a sy JIRE

¥y b7V —EE
a—EE

al) Vg VEFE

A Atk

E=H VU TAF

41 mERE I n~ N5 7

SunFire C18,3.5 um (7 #— & — X )
W 2.1 mm, £ & 150 mm, KifE 3.5 um
AL =/ K 2% EWE (70:25:5, vIviv)
0.2 mL/min

40°C

10 uL

#J 2.5 min

Tl 7 haRFL— A FAbkiE (ESD
EE—F

50 L/h (N,)

600 L/h (N,)

350°C

130°C

32kV

20V

20V

(VT a A Ar)

MRM

7 H—H—A A m/z253.0
Taf s hAFY m/z125.9

13



Auy JEXB (F7 27 a7V R)

5. BREHRRDIERK
F7 a7 FORERER10.2 mg (10.0 mgfiY) Z50mLdD A A7 T 22T L, 7k
b= U MIZEML T200 mg/LEEERK ZHH Ui, Z OEEFIKEZ A % ) —v /K
(50:50, v/v) R THAIR L C0.00025, 0.0005, 0.0025, 0.005K TX0.01 mg/LDIEHELS 1L % i
L7z, ZOWKDI0 \LERTRLSGUEORIE Y v~ N7 T 7 - BRESPTFHIEAL, 7 —X
WBAEEZ AW TF T 7 un 7 Fov—7mfE4E L, BillcERE (ng), Moo —2
A & > THREMZ R LT,

6. DHTIE
6.1. DHTHEAE
6.1.1. BUEIORILE

THE LR OEELY Eo 7%, HEOMGEHIA ~ ZHHI8HEIL, FEOXtA D2
SEIY Hote @HIER), TO2HARELSHTHFEE L, %0 024 RA S HT
B L7z, 2ORIEZSITHREEIO S B, Hoe&EE IF—TH b L7z FRY OIHIT
WA N BT T =7 T HEEE Lio), 28O RRW o8 AL, B & REZI
DT, FOOEEE I X —TH—b L7 G OFLIXHRMA NS E T 7 =h )
ToONTRREE L),

QUVER X GBHI A~ 2 fEIC40EI L, A2 %2 0 Abtiz, O E RFE5H R
BHE L, 550 O 2 RASHTHRE L Lo, RESITHEEHTIEEZ I —TH—fkL
oo BASHTHREHT, BEERBICHT, RAOLEEZ I X —TH kLT,

Bol-RNERL BHEEZAVCRNRERERIL (%) 2&EE LA,

6.1.2. #IH

B)—Ab L= B ARE OT R FERER0 g =7 7 2 a2ignv &0, 7 hr=KU L
100 mL%& i1 2 T304 fl#z & 5 fhi L7z, it 2 A A 8o 72 Ml (L= cknl A L, 7%
WZ27E F=HFU /50 mLTHW, FERIZAB L, ARZEHHE 77 F= KU/ T200 mL
WCEAL, £02mL GUE0.2 g &) 2B L7z, /B L 72k i2 /K 10 mL & #ns,
40°CLL FOKIBH CIUEIML, 7 b= UL ZREELT,

6.1.3.C;sX =0 T AT L BHEH

Cs=HT7 L7 F=1FU/5 mLEUOVKS mLZNEXRGE F UATBE L7e, RiEOHEHE
WRAEZRMLIE LT2CyI =7 AP F LTz, S IR/ 7' =k U (70:30, v/v) IS mL
ERFL, THOOMBIRE#E TR, &I, K/ 7& b=FVU/ (50:50, v/v) K10 mL
e N L, WA, 40°CLL T ORI CRUERRME L, &E&ITERKE T TR L ¥
ELT,

14



Aoy EXB (F727 a7l R)

6.1.4. BE

PR A A &2 ) —)L /K (50:50, viv) T8R4 mLICIEME L, MBS U CRIBIK CTAIR L
Too ZOWHED10 pLERIRERIE DR o~ N 75 7 < E&OHFHIEAL T — 7 g
R, MEHRLIVFT 7)) FOoEEZRD, REHTORFEEZFEH LT,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

E R [RSUH Y & AUBHER I IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.005 0.2 4 10 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0025 0.2 4 10 0.005

HE, BREIVERLE UM

15



6.3. EXR

Auy JEXB (F7 27 a7V R)

SINTEHERR DTz, i AEREOD P AL ERERL K OVET IR} 0D S SR AL BERE T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THEME L7z, i, BARRUEHI2E T L, & TERERAARN (<0.01 ppm) TH -7,
I EN 7 S S s g

SRR BEEREERT IS B VEM D Z N — T ORET D 72 D RERF AL B OB %
USERRQAAERE A PER I R SRR HEE 3 O R A
6.3.1. B DEIYR
v WINE B EIESS SER RV R RSDr
(ppm) (%) (%) (%)
=yl 5 112, 110, 108,
108 2.7
106, 105
S 0.25 103, 101, 100,
100 2.5
100, 96
= 0.01 100, 95, 93,
92 7.6
91, 81
6.3.2. REDEIRZR
Faw sl IR EEs S [ANIY R RSDr
(ppm) (%) (%) (%)
IR 5 100, 99, 98,
98 1.2
98, 97
IR 0.25 95, 95, 94,
93 2.2
91, 91
I 0.01 91, 89, 87,
87 3.5
86, 83

16



Aoy EXB (F727 a7l R)

7. FEEEH

[ BT A RS 2 T DA SFEOEEOE O ERMITOWT) CERMRIF4H 1A A
TERE TS EAR EEE AR LR AR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAL A D T LIS, B URROELFE & 0.1 ppmif Gkt (7 4V
T4 —ar ba—VREhH &8 L,

7+ VT 4 —ar ha— LB TR A R,

F72, 20124E10 7 Efii OB ARSI EHLERE (MHEARREh Lt ¥ —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v b o — LB is

711.8H
ST A fEH L7 fl IR AL
(%) 53 M (ppm)
2013/8/12 KIK 89 <0.01
2013/8/20 I 92 <0.01
2013/8/28 =l 90 <0.01
2013/9/ 4 S| 96 <0.01
2013/7/24 B I 96 <0.01
2013/7/31 =15 90 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/12 KIK 93 <0.01
2013/8/20 I 91 <0.01
2013/8/28 5yl 90 <0.01
2013/9/ 4 S| 99 <0.01
2013/7/24 B I 91 <0.01
2013/7/31 B IR} 88 <0.01

17



Auy JEXB (F7 27 a7V R)

8. = MU v 7 AR DOMER

~ MU v 7 ARERERIRIE, 4 B O B RE O B RIRIR ] mLaE AT Z 2 225y B
L, 40°CLL F oK\ CRERME L, ZEHRK00 F Tt a8 E L%, 0.005 mg/LOME
R REHEA ] mLICPRE L CRREL L 7=, ~ b U v 7 ZRBM OISR 2 R IR T,
8.1.RHA

~ by 7 ZR

e

(%)
KK 91
=5 Al 99
B IR 99

82.R=%E
~ by AR

Sk} T

(%)
KK 100
1= N 96
=15 95
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Auy JEXB (F7 27 a7V R)

9. REFREMHER

WAt U= TF 7 7 a7 RERIML, —20°CIZEFERIE LTz, —EHIR
BRAT L721%, [AARICOHT L CIRIIER 23R, RIFF OLEMZ Ml Uiz, RIFZEEMRER

DOFEFR %= FITRT,
9.1 RADRGFLEMERERAE R
WRINR B ‘ PRAFHAME EyEs RS SIENE
554
(ppm) (H) (%) (%)
0.5 Ik 28 (2013/7/23-8/20) 101, 97 99
0.5 B 29 (2013/8/6-9/4) 95, 94 94
0.5 B IR 23 (2013/7/8-31) 90, 89 90
9.2. REDRGFLRZEMRERE R
VAN =JES ‘ ERATHAR EIJyEs SEREN
554
(ppm) (H) (%) (%)
0.5 Pk 28 (2013/7/23-8/20) 97, 93 95
0.5 =] 29 (2013/8/6-9/4) 94, 94 94
0.5 I 23 (2013/7/8-31) 93, 90 92
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Auy JEXB (F7 27 a7V R)

-1, <A AT R L
FT7T a7 RO AARY L (—IkRAFY) O—f (IEE—F)

$130610_06 8 (0.311) 3: Scan ES+
100 253.0 1.86e7

%
255.0

0 T T T T T T T T T T T T T T T T T T T 1 m/z
200 205 210 215 220 225 230 235 240 245 250 255 260 265 270 275 280 285 290 295 300

FTrrur) RoTad s KAXxxy AT R LO—HF
(FV B—Y—AF> ; m/z=253.0, [EE—R)

$130610_14 9 (0.351) 3: Daughters of 253ES+
1004 125.9 7.90e6
0l
0 LA AN LA A A A B S

SRR LA s s ks A At LA ks R A Rk A A s RS M) A KAl LA A A MM AR RS MARI M LA A L 172
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260
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fR-2. RAD v~ 75 5 (REH)

FEAESL 0.1 ng

A130725_005

FEAES 0.005 ng

MRM of 2 Channels ES+

A130725_008

Auy JEXB (F7 27 a7V R)

MRM of 2 Channels ES+ A130725_003

iR LR
10 pL/4A mL/0.2 g

MRM of 2 Channels ES+
53 >125.9 - 53 > 125.9 253>125.9
1007 1.40e5 100 1.40e5 1007 1.40e5
%o % %
0 T T T T T 1 Time 0 T T T T T 1 Time 0 T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
IR 3 [EILEE 1 AR IR 3 [AALEE 3 AR ‘EiRE 3 [ALEE 7 AR

10 pL/4 mL/0.2 g

A130725_019

MRM of 2 Channels ES+

10 pL/4 mL/0.2 g

A130725_017

MRM of 2 Channels ES+ A130725_015

10 pL/4 mL/0.2 g

MRM of 2 Channels ES+
2

53 > 125.9 . 253> 1259 53 > 125.9
1007 1.40e5 100 1.40e5 1007 1.40e5
Yoy % %
T T T T T T 1 Time ) T T T T T T 1 Time T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
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fX-3. BEOI7a~< 5 A5 (REHF)

Aoy EXB (F727 a7l R)

e e e,
BEYES 0.1 ng FEYESL 0.005 ng B LR
10 uL/4 mL/0.2 g
D130731_027 MRM of 2 Channels ES+ D130731_030 MRM of 2 Channels ES+ A130725_03 MRM of 2 Channels ES+
53> 125.9 10 53 > 125.9 253> 125.9
1007 16565 100 16565 100 1.65e5
% % %
0 T T T T T 1 Time 0 T T T T T 1 Time [ T T T T T 1 Time
0.00 2.00 4.00 6.00 800  10.00 0.00 2.00 4.00 6.00 800  10.00 0.00 2.00 4.00 6.00 8.00 .00
R 3 [FILEE 1 AR EIRE 3 [AALEE 3 AR EIRE 3 [AALEE 7 AR

10 pL/20 mL/0.2 g

D130731_025

10 pL/20 mL/0.2 g

MRM of 2 Channels ES+ D130731_023

10 uL/20 mL/0.2 g

MRM of 2 Channels ES+ D130731_021 MRM of 2 Channels ES+
2

53 > 125.9 . 253> 1259 53 > 125.9
1007 1.65e5 100 1.65e5 1007 1.65e5
Yoy % %
T T T T T 1 Time ) T T T T T 1 Time T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
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Aoy AEXB (FUKRY V)

BB BIT BEMD I V—F1L - BRESHEHEMNG

cYFRY
1 ST RERmE
FIRY
b4y N,N’-{piperazine-1,4-diylbis[(trichloromethyl)methylene]} diformamide
%%i : C10H14C16N402
Gapa o 435.0
LEe ClyC. . -NHCHO
CH
o
IT.I
JCH,
CliC NHCHO
PR ERER T
KRR 8 x 10" mPa (25°C)
Sl ARE log Pow = 2.2 (20°C)
RE - /K 12.5 mg/L (pH=7~9, 20°C)

DMF 330, DMSO 476, N-AFLt'ml K 476, 7k ko 33,
vuauaAX 24, AKX —) 47 (LLE gL)
T hZe ka7 7y; R
D AN O/ = PaNC o VAR W/ NI 7
RBy, AMEZ—T VRO 7 a~td o KRR
HEM 148.6°C % TLE
KA I8 5 #92.6~3.1H (pH=5~9)
H  Hi : The e-Pesticide Manual 15th Edition. ver. 5.0
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Aoy AEXB (FUKRY V)

2. FEYEG R UREKE
RURY AR, M 100% (Fnoeilise T3EH))
TEh=RUA, TRy, AZ =)0 REEKEBA Fehisk T )
T h=RU: LC-MS M (Reflisk T 368))
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) Cf5 8 L 72 /K
T mdikik s v~ 757 0 — [ (FotHigE L2EER)
Cis 2 =% 7 A : InertSep C18-C, 1 g/6 mL (¥—= /LA = 2fl)

3. EE KR

RPN A RT— -+« LR AG245K% 18XS20028
L - T— TR« 7A FG-60KBM MK U'FV-60KA2
I XY T e b TA BRI —7 R45

M O\e 7R 7 —7" BLIXER-5Plus
ks v~ b7 77 - HESHTER Y AT L (LC-MS/MS)

7Y L2 b 1290 HPLC

7L~ 6460 Triple Quad LC/MS
T — S ALEREEE 7 ¥ L > kb MassHunter

4, R < v 757 BESWE OBRESM:
41. EEBE I e~ TT 7

BT A ZORBAX Eclipse Plus C18 (7L > M)
W 2.1 mm, £ & 100 mm, Fi£E 1.8 pm

VAR - 0.1% MR 01% S EHT & h=hKY L
70:30 (2 min)— (6 min)—10:90

TR 0.3 mL/min

77 MR 40°C

ABHE A& 5uL

RFFIRFM - #J 5.3 min
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Aoy AEXB (FUKRY V)

4.2. BESHTET

A A AbIE L7 b AT b— A F1kE (BSD
EE—F
REMR T AIRFE 300°C
R MG AT A it A 5 L/min
X7 TAWF—HT] 45 psi
— AN AR 400°C
AT AV 11 L/min
A A BNEE 5000 V
7T TAZ—FEE: 100V
al) Vg VEFE 10V
(VT a AN
A F R MRM

F=H YT, T T =Y —A 4 m/z435.0
TaX s A m/z389.7

5. BREMRDOIERR

FURY »OMERER10.0 mgZ 50 mLO A AT T A TKEFE L, A X J — VTR L T200
mg/LEEMERUR 2 8 U=, Z OEREREE 7 & b= kUL, 7K (50:50, viv) 1B CTAIRL
7C0.00005, 0.0001, 0.0005, 0.001%7*0.002 mg/LOMEAEIRIE AR L=, Z OEHDS5 pL
AL ORI v~ N7 T 7 HE&ONFHIEAL, T —Z0BEEZ AT R &R
Yoo —7imfEaflE L, MilcEE (ng), HElcE— 27 EiiE & > THREREZIER L
77

6. STk

6.1. HTHAE

6.1.1. FAEtDORITALI

S LGB OBEREL o7, MLBEGUEHIA « ZHE8aEIL, T ZhoxtfA D2
DOEIY Gt GHEIER), EO2 A RELSITHRELE L, 780 02/ % BN T R
BhE LTz, 2O RESITHAREO Y 5, O2EZ I X —TH kL7 GE0 O1fIx
MBI I 2T 7 =T ol AaelE ULiz), 2o RASH ARENE, B & REIC
g, FOHOREZEZ I XY —TH—{b L7z RV OITRINAIDLE 2T Z =J1)v
ToHr e E LT,

RUER K GEH A » ZHEC4EI L, *HAD2oZ2 B Bb¥i, £ 01 %Z R AR
BEE L, 780 oA RASHT RS Lo, RESHTHREHI2ELZ IF P —TH—(kL
7o BRASHARENT, BEERFICHT, RAOEEEZ IV —TH LT,
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Aoy AEXB (FUKRY V)

Bol-RAERL REEEZHOCCRARLERL (%) 2HEHLE,
6.1.2. HhiH

) —Ab U7 R RRRE TR B0 g2 =A 7 7 A2l &0, 78 100 mL%&
Mz T304 MR & O L7, itz A& SO 7=l LR S clsl Al L, #EiEx 7 &
k50 mL TV, [FAERICAIE LT, AIREAHOET & 2 T200 mLICER L, £D1 mL
GBI i &) ZE L 7=,

6.1.3. CisX = 7 AT K BHEHL

CI =7 L7 b=HFU /S5 mLEUOUKS mLEZNEKGE N URTAEE L=, AiEEOHH
WRIZ/AKS mLE M2 TR L2, AR L72Cs = T LI F Lz, SHIZK/7TE b
= kU (7525, v/v) IRIS mLEFE F L, 2O DOWMHKEE Tz, Cs =07 L%WH]
R L7, K72 R=hKU (50:50,v/v) IRIRIOmLZE F L, WHIRZ SR,

6.1.4. EE

W E 772 F= R~ VU L,/7K (50:50, v/v) JRIETI10 mLIZER L, SEITG U TRIER
THR LT, ZOWRDS WLERIGEERGEORIK 7 v~ N7 7 - BE&SWEHIEALTY
— 7 HfEZRD, RERLY NUARY CoOEEEZRD, SR ORBREZREH L,

6.2. EERFE(LOQ)K DR HIFRAHE(LOD)

E R RSUH Y & AR B AV HEAE TE RS
(ng) (g) (mL) (nL) (ppm)
0.0005 0.1 10 5 0.01
/Mg R ARHER i IRV IR EAE PR
(ng) (g) (mL) (nL) (ppm)
0.00025 0.1 10 5 0.005

HE, BEFVTLE UM
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Aoy AEXB (FUKRY V)

6.3. BN
IINTIETERR D T8, a0 B A EAL R K OVE IR R0 SRS ALEES A % 5kE ™ &
W, 0.01 ppm GEEFRFAHY), 0.25 ppm& OS5 ppmiRIIE 35 1T 5 [BIIGER 4 45 51857
HrCof Uiz, 723, MEAABEEREHI2ESHT L, & CE BRI (<0.01 ppm) TH -7,
[ETU FRERAG SR & AR T,
CERAEE BEEREICBT B O 7 N — FEORF O T2 ORREFEF R OB £
TSERRQAMERE A pEE A 22 AR HEE T O OB A
6.3.1. RHDENRHE

v WINE B [EINE RIS SIE NS RSDr
(ppm) (%) (%) (%)
= 5 97, 97, 95,
95 1.8
95, 93
=yl 0.25 95, 94, 94,
93 2.2
92, 90
=t 0.01 106, 105, 103,
102 4.1
99, 96

6.3.2. REDELHE

Faw sl VAN JE EEs SES RN R RSDr
(ppm) (%) (%) (%)
=y 5 97, 95, 95,
94 2.3
92, 92
IR 0.25 96, 95, 92,
92 3.8
89, 88
B I 0.01 94, 91, 91,
91 1.8
90, 90
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Aoy AEXB (FUKRY V)

7. REEEH

BT A RN 2 T DMRAEFEDOEEOE RO ERMICOWT) CERRIF4H 1A A
TRETRE TS EAR EEE AR LR AR RS ([CAOE, NERBEE AT o7,
EHILYE . 20MIAE A D T LIS, B URIKROELFE & U0.1 ppmifialEt (7 4V
T4 —ar ba—ViREhH &8 L,

7+ VT 4 —ar ha— LB R A R,

F72, 20124E10 7 Elii OB AL ERE (MHEARRKh Lt ¥ —)
BT HZAaTIIETZLTH -1,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 fl S AL
(%) 53 M (ppm)
2013/8/13 KIK 95 <0.01
2013/8/21 A 97 <0.01
2013/7/25 IR 101 <0.01
2013/8/26 =y 81 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/8/13 I 93 <0.01
2013/8/21 N 71 <0.01
2013/7/25 =y 97 <0.01
2013/8/26 ET IR 98 <0.01
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Aoy AEXB (FUKRY V)

8. v MU v 7 AR DOMER

~ MU v 7 ARERERIRIE, B O BAEERE O BRRIRIR ] mLE A 7 Z 2 2125y B
L, 40°CUL T oK CRERME L, ZEHRK0 F Tt a8 E L%, 0.001 mg/LOME
FRAREEAIR ] mLICWfR LG L7, <~ Y w7 ARB IR R A RITR T,
8.1.RA

~ by 7 ZGR

VR
(%)
RIK 100
=Rl 104
B IR 104
8.2. 5%
- ~ U w7 2R
(%)
R 102
=Rl 100
B IR 104
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Aoy AEXB (FUKRY V)

9. RIFLEMERR

B)—b U7 A AL EREREHC R U AR Y A USINL, —20°CICHUAEIRTT LTz, — E IR
L7ctk, FRARIZHT L CEIREZ RS, (REFPOZEM LR LTz, RAFLEMEBR DR
RAERITRT,

9.1 RADRTFR EERERE R
AN =35 ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 I 34 (2013/7/23-8/26) 95, 92 94
0.5 =L 20 (2013/8/6-26) 95, 94 94
0.5 el 49 (2013/7/8-8/26) 91, 88 90
9.2 REDRTFREEREBREFR
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 Tk 34 (2013/7/23-8/26) 91, 88 90
0.5 A 20 (2013/8/6-26) 96, 93 94
0.5 I 49 (2013/7/8-8/26) 93, 90 92
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Aoy AEXB (FUKRY V)

-1, <A AT R L

x101

x102
1.1+

1.054

0.95+
0.99
0.85+
0.8+
0.75+
0.7+
0.65+
0.6
0.55
0.54
0.45-
0.4+
0.35
0.34
0.25-
0.2+
0.154
0.1+

MUVARYV DT AARXT "V (—IRA A V) O—f (EE—F)

+ESI Scan:3 (0.2 min) Frag=100.0V

435.0

429.3
456.6

4131
424.2

397.1

449.3

442.1 473.0

T T T T T T T T T T T T T T T T T
395 400 405 410 415 420 425 430 435 440 445 450 455 460 465 470 475
Counts (%) vs. Mass-to-Charge (m/z)

FURY DT L T hAXy L AT R LD
(FV B—Y—AF> ; m/z=435.0, [EE— R)

+ESI Product lon:4 (0.3 min) Frag=100.0V CID@10.0 (435.0 -> **) S130603_24.d

389.7

213.9 320.8

128.7 355.0

*

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
Counts (%) vs. Mass-to-Charge (m/z)
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Aoy AEXB (FUKRY V)

fR-2. RAD v< 75 5 (REH)

FEYESL 0.01 ng

HEAESL 0.0005 ng

IR LR
5uL/10 mL/0.1 g

x10 2 |+ MRM (435.0 -> 389.7) $130726_05.d x10 2 |+ MRM (435.0 -> 389.7) $130726_21.d x10 2 |+ MRM (435.0 -> 389.7) $130726_03.d
4.75- 4.75- 4.75-
4.54 4.54 4.54
4.251 . 4.251 4.251
44 44 44
3.75- 3.75- 3.75+
3.5 3.5 3.5
3.25 3.25 3.25
34 3 3
2.754 2.754 2.754
2.5+ 2.54 2.54
2.254 2.25 2.25
2 2+ 2+
1.75 1.75 1.75
1.5 1.5 1.5
1.254 1.254 \l/ 1.254

14 14 14 \l/
0.754 0.754 * 0.754
0.5 0.5 S 0.5
12 8 4 5 & 7 T2 8 4 5 6 7 12 8 4 5 & 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hike 6 [RILHE 1 A% Hlk 6 FILH 3 B % Hiky 6 FILHE 7 A%
Spul/10 mL/0.1 g Sul/10 mL/0.1 g 5pul/10 mL/0.1 g

x10 2 |+ MRM (435.0 -> 389.7) S130726_16.d x10 2 |+ MRM (435.0 -> 389.7) S130726_15.d x10 2 |+ MRM (435.0 -> 389.7) S130726_12.d
4.75+ 4.75+ 4.75+
4.5+ 4.5+ 4.5+
4.25- 4.25- 4.25-
44 44 44
3.75- 3.75- 3.75+
3.5 3.5 3.5
3.25] 3.25] 3.25]
3| 34 34
2.754 2.754 2.754
2.54 2.5+ 2.5+
2.25 2.254 2.254
2+ 2+ 2+
1.754 1.754 1.754
1.5 1.5 1.5
1.254 1.254 1.254
1 14 14
0.75- 0.75- 0.75+
0.5 0.5 0.5

T2 3 4 5 6 71 T2 3 4 5 6 1 T2 3 4 5 6 71

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aoy AEXB (FUKRY V)

fX-3. BEO 7~ 5 A5 (REHF)

FEYESL 0.01 ng

HEAESL 0.0005 ng

IR LR
5uL/10 mL/0.1 g

x10 2 |+ MRM (435.0 -> 389.7) $130726_05.d x10 2 |+ MRM (435.0 -> 389.7) $130726_21.d x10 2 |+ MRM (435.0 -> 389.7) $130726_24.d
4.75- 4.75- 4.75-
4.54 4.54 4.54
4.251 . 4.251 4.251
44 44 44
3.75- 3.75- 3.75+
3.5 3.5 3.5
3.25 3.25 3.25
34 3 3
2.754 2.754 2.754
2.5+ 2.54 2.54
2.254 2.25 2.25
2 2+ 2+
1.75 1.75 1.75
1.5 1.5 1.5
1.254 1.254 l 1.254
14 14 14
0.754 0.754 * 0.754
0.5 0.5 S 0.5

12 38 4 5 & T2 8 4 5 6 7 12 8 4 5 & 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hike 6 [RILHE 1 A% Hlk 6 FILH 3 B % Hiky 6 FILHE 7 A%
Spul/10 mL/0.1 g Sul/10 mL/0.1 g 5pul/10 mL/0.1 g

x10 2 |+ MRM (435.0 -> 389.7) S130726_37.d x10 2 |+ MRM (435.0 -> 389.7) S130726_34.d x10 2 |+ MRM (435.0 -> 389.7) $130726_32.d
4.75+ 4.75+ 4.75+
4.5+ 4.5+ 4.5+
4.25- 4.25- 4.25-
44 N 44 44
3.754 3.754 * 3.754
3.5 3.5 3.5
3.254 3.25 3.25

3 34 34 \L
2.754 2.754 2.754
2.5 2.5 2.5 .
2.25 2.254 2.254
2+ 2+ 2+
1.754 1.754 1.754
1.5 1.5 1.5
1.254 1.254 1.254
1 14 14
0.75- 0.75- 0.75+
0.5 0.5 0.5
T2 3 4 5 6 7 T2 3 4 5 6 1 T2 3 4 5 6 71

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aoy MFERXB (X koY)

BEEEREGIZBITBEH DO 7 Vv—7 - BESH O
| = S N = B

1. TR RmE
=g 3 N = S
b4 (E)-4,5-dihydro-6-methyl-4-(3-pyridylmethyleneamino)-1,2,4-triazin-
3(2H)-one
G2V C1oH;1Ns0
Saa A 217.2
HEE _N
<
i
EI—%T/\N KN
by A
LEI 7N SRER TERTEEN
2 N 217°C
AR <4x107° mPa (25°C)
SrBCAREL log Pow = —0.18
ViR 7K 0.29 g/L (pH=6.5, 25°C)
T F =) 24, ~FH-<0.001, kx> 0.034,
vrouwa Az 12, A7 E 7 —/) 045 TE LS 094,
Fefe =1 026 (UL L g/L, 25°C)
HE M ZERPTLE

DK Gy gy 5 5~12H0 (pH=5), 616~800H (pH=7),
510~1212H (pH=9, 25°C)
H  Hi : The e-Pesticide Manual 15th Edition. ver. 5.0

34



Aoy MFERXB (X koY)

2. FEYEM R UK
EA b m RS ¢ R 100% (Rt TR
TER=KUN, R, XX J)—)
D B R (ROt T2E M)

A% —  LC-MS H (Rl T2 8)
/K : PURELAB Flex System(Veolia Water Solutions & Technologies,

Saint Maurice,France) C kg H L 7= /K
FEiR T B =0 & RARERRR (PGl T 365
PRERTT U 7 Ay 2 BCHRRRR (e T35
777574 NH—RI =57 . InertSep GC, 500 mg/6 mL (¥ — =T LA = XY

3. HE KOS

BRI ABT—+ ML R AG245% UXS2002S
LFF - T—+ 7K+ 74 FG-60KBM} U'FV-60KA2
I X TT Ll T A BRI —F RA45

K O'm R 7 —7" BLIXER-5Plus
k7 u~ 7o 7« BaoHE A7 A (LC-MS/MS)
v 4 — & — X 2695 HPLC
A4 — 4 — X Quattro micro
T LR v 4 — 4 — A MassLynx 4.0

4. RE7 u< N5 7T BESHTEH OBIESRME
41 mERE I~ N5 7

VA VN L-column ODS ({b.7F4 & AT FErA 4
NEE 2.1 mm, £ 150 mm, FifE 5um

VAR - 5 mmol/L FEfET v =0 LA K =L (V)
90:10(2 min)— (8 min)—40:60 (5 min)

Pk 0.2 mL/min

BT NIEFE 40°C

AEHEA R : 10 uL

IRFrIRERH] - %9 11.9 min
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Ay WEXB (EXA hrvy)

4.2. BESHTE

A A AIE L7 b AT L— A F k% (ESD
EE—R
a— AR 50 L/h (Ny)
JRAVA L TT A i 600 L/h (N5)
AL AR 350°C
V—AT7uayZiRE:  130°C
¥y 7 U—EE: 32kV
a— B 40V
oV va VBT 20V
(21U 3 25 A; Ar)
A F R MRM

F=R Y TAF . FUI—P—AF > m/z218.1
Xy bAr m/z104.9

5. BEMRDOIER

EA MY OEAER10.0 mga S50 mLO A AT T A TRFEFEL, AX J — /VIZHEEL T
200 mg/LIEMEFUIK AR UTe, 2 OREERIK A K, A & 7 —/L (80:20, v/v) 1RIK THRL
7C0.0005, 0.001, 0.005, 0.01}%0%0.02 mg/LOIEAERK 2L L=, Z DEIRD10 uLz A
FARMOWR 7 a~ N7 T 7 BEOHFHIEAL, T X AHEEEZH N CE A ha Y
OB —7 mEAZRE L, Bl EE (ng), ftENC B — 7 A & > TREMZ R LT,

6. ZHTiE
6.1. oHTHEAE
6.1.1. FEIORILE

S LB OEEZ & oo, BOPRBUEHIA 2« ZHEI8aEIL, T EnoxtfA D2
SEIY Gt @HIER), TO2MAERELSHTHFEE L, %0 02 % KA S HT
BhE Uiz, 2MORESHTTHRAEO S B, HMO2EZ I3 —TH Ll R ORI
WA N BT T = V7 T HEEE Lo), 28O R o8 HealEHE, B & REZI
DT, FOOEEE I —TH b L7 G OFLIXRMAN M E T 7 =h )L
TOHTHAREE L),

JVER X GREHI A 2 a8l L, *HAD2o% T Fbdiz, T %ZE REZoH AR
BhE L, 550 O 2 RSP HRE L Lo, RESITHEEHTIEEZ I —TH—fkL
oo BASHTHBEHT, BWEREICHT, RAOLEEZ I XV —TH kLT,

Bol-RNERL BHEEZHAVCRNERERIL (%) 2HEE LA,
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Aoy MFERXB (X koY)

6.1.2. fHH

YJ—Ab U7e RFE SUTR IR0 g2 A7 7 2 22iE00 £V, 0.5 mol/LIXFE S U
U LIRS mLE YA Z 7 —L100 mLA& 1 2 C3057 [ & O i U7z, fhitid &2 AR oo
TR TR B A L, FREEZ A X/ —/L50 mL TV, FEEICAB LT, AiEAD
TRAH ) =)L T200mLIZERL, TD4mL GRE0.4 gfAM &) & /H L 7=,

6.13.7F7 774 hI—RrI=hT LREHR

7577 NH—RUI=HTLIIAZ ) —A5mLZiE T URTAER L7-, 5B L 7=HhH
WRAERWEE L= T 774 NAI—HRI=H T LI LTz, SHIZAHX 7 —A5mLED
7 F=FU 0 mLEJE FL, ZALOWMKEE T, Wiz, 7T =FrJ L,/ L
T (75:25, viv) JRH20 mLZWE F L, WHKRATY, 40°CLL T DK CRUERME L,
RBITERL FCIRE 2 EE L,

6.1.4. E&

PR 2K,/ A X —)v (80:20, viv) {ER4 mLICIEME L, MEEICS U CRIBK AR L
7o ZOWEDI0 pLE IR OWIKR 7 v~ N 77 7 EESHFHIEA L TE— 7 HiE
RO, MERIVEA e OEBARD, RETOEREEELZEH LT,

6.2. FEEBFE(LOQ)K UK HIFRAE(LOD)

E R RSUH Y & AR B AV HEAE TE RS
(ng) (g) (mL) (nL) (ppm)
0.01 0.4 4 10 0.01

/Mg R ARHER i IRV IR EAE PR
(ng) (g) (mL) (nL) (ppm)
0.005 0.4 4 10 0.005

HE, BEFVTLE UM
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Ay WEXB (EXA hrvy)

6.3. [EIXEE
OINTIEMERR D T2, ikt By SRR K OVE IR R o SR SR S AL ER AL 2 i U
T, 0.01 ppm (EEREFAEY), 0.25 ppmZ OS5 ppm#SHIE 2351 2 [FIUGRER % 45 S1E /50T
THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
[EIN GRS R 2 R AT,
SERR4EIE PR ERIC I T DI L — T DR O 7 8 DB ZE L F S OB & 6 ]
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RADEIRE

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
=gt 5 97, 97, 96,
95 3.6
96, 89
P 0.25 101, 101, 99,
99 1.7
99, 97
=p ] 0.01 100, 99, 94,
94 6.2
89, 87

6.3.2. REDELHE

Faw sl VAN =35 EEs SES RN R RSDr
(ppm) (%) (%) (%)
=y 5 90, 89, 89,
89 1.3
88, 87
IR 0.25 93, 93, 92,
92 1.4
91, 90
B I 0.01 104, 99, 98,
98 4.5
94, 93
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Aoy MFERXB (X koY)

7. FEEEH

[ BT A RS 2 T DA SFEOEEOE O ERMITOWT) CERMRIF4H 1A A
TERE TS EAR EEE AR LR AR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAL A D T LIS, B URROELFE & 0.1 ppmif Gkt (7 4V
T4 —ar ba—VREhH &8 L,

7+ VT 4 —ar ha— LB TR A R,

F72, 20124E10 7 Efii OB ARSI EHLERE (MHEARREh Lt ¥ —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v b o — LB is

711.8H
ST A fEH L7 fl IR AL
(%) 53 M (ppm)
2013/8/ 2 KIK 105 <0.01
2013/8/13 I 111 <0.01
2013/8/20 =l 118 <0.01
2013/8/21 S| 103 <0.01
2013/7/18 ET IR 116 <0.01
2013/7/22 =15 103 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/ 2 KIK 117 <0.01
2013/8/13 I 119 <0.01
2013/8/20 N 118 <0.01
2013/8/21 S| 118 <0.01
2013/7/18 ET IR 116 <0.01
2013/7/22 B IR} 119 <0.01
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Aoy MFERXB (X koY)

8. v NV v AR OHER

< MU w7 ARERERIRIE, A [ O BEALEEEL O e ORI mL& T AT 7 Z 2 2255
L, 40°CLL N OKIBH TIUEIRM L, ERXE F CRIEEZEE L7, 0.01 mg/LORR &7
FAREHEVRIR ] mLIZVR L CRTL L=, < R U v 7 AT R 2 RITRT,

8.1.RHA

~ by 7 ZGR

ARk
(%)
RIK 107
=Rl 118
B IR 119
8.2. 5%
- ~ U w7 2R
(%)
R 113
=Rl 118
B IR 119
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Ay WEXB (EXA hrvy)

9. REFREMRER

B U2 B EAEGEHC B A Fr DU ZIRINL, —20°CICHAERAE LTz, — E MR
fELT-1%, [RRRIZHT L TR Z KD, IRMEFOLEM 2R LT, (RMELEMRBRO
R ZRITRT,

9.1 RADOREFREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 IR 21 (2013/7/23-8/13) 93, 93 93
0.5 0 15 (2013/8/6-21) 93, 93 93
0.5 BT IR 14 (2013/7/8-22) 95, 90 92
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 KR 21 (2013/7/23-8/13) 95, 94 94
0.5 0 15 (2013/8/6-21) 94, 93 94
0.5 IR 14 (2013/7/8-22) 93, 92 92
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Aoy MFERXB (X koY)

-1, <A AT R L
EA BT rDITAANRY MV (—IRA A V) O—fF] (IEE—K)

A130520_02 6 (0.240) 4: Scan ES+

100+ 218.1 4.68e6
%o
181.0
Y T T T T T T T T T T T T T T T T T T T 1 m/z
170 175 180 185 190 195 200 205 210 215 220 225 230 235 240 245 250 255 260 265 270

AR roryaf s NAFy AT FLO—f]
(FVI—Y—AF ; m/z=218.1, IEE—R)

A130520_05 8 (0.311) 3: Daughters of 218ES+
100+ 104.9 4.04¢6
%
Ot e . e . . . . . .

m/z
50 | 60 70 | 80 90 | 100 110 120 130 140 150 160 170 180 190 200 = 210 220 230
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Aoy MFERXB (X koY)

fR-2. RAD v~ 75 5 (REH)

TEHES 0.2 ng FEHESRL 0.01 ng iR LR
10 iL/4 mL/0.4 g
A130718_021 MRM qf 1 Channel ES+ A130718_024 MRM of 1 Channel ES+ A130718_003 MRM of 1 Channel ES+
218.1 > 104.9 218.1> 104.9 218.1> 104.9
1007 1.70e4 1007 1.70e4 1007 1.70e4
% % %

Y S—

10 T T T 1 Time 10 T T T T T 1 Time 10 T T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
IR 4 [FILEE 1A R iR 4 RLEE 3 B R ER 4 RLEE 7 AR
10 pL/4 mL/0.4 g 10 uL/4 mL/0.4 g 10 uL/4A mL/0.4 g
A130718_019 MRM of 1 Channel ES+ A130718 017 MRM of 1 Channel ES+ A130718_015 MRM of 1 Channel ES+
218.1>104.9 218.1>104.9 218.1>104.9
1007 1.70e4 1007 1.70e4 1007 1.70e4
% % %
10 T T T T T 1 Time 10 T T T T T 1 Time 10 T T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
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Aoy MFERXB (X koY)

fX-3. BEOI7a~< 5 A5 (REHF)

TEHES 0.2 ng FEHESRL 0.01 ng iR LR
10 iL/4 mL/0.4 g
A130718_034 MRM qf 1 Channel ES+ A130718_037 MRM of 1 Channel ES+ A130718_032 MRM of 1 Channel ES+
218.1 > 104.9 218.1> 104.9 218.1> 104.9
1007 1.70e4 1007 1.70e4 1007 1.70e4
% % %

S

10 T T T 1 Time 10 T T T T T 1 Time 10 T T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
IR 4 [FILEE 1A R iR 4 RLEE 3 B R ER 4 RLEE 7 AR
10 pL/4 mL/0.4 g 10 uL/4 mL/0.4 g 10 uL/4A mL/0.4 g
A130718_048 MRM of 1 Channel ES+ A130718_046 MRM of 1 Channel ES+ A130718_044 MRM of 1 Channel ES+
218.1>104.9 218.1>104.9 218.1>104.9
1007 1.70e4 1007 1.70e4 1007 1.70e4
% % %
10 T T 1 Time 10 T T 1 Time 10 T T T T T 1 Time
0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00 0.00 5.00 10.00 15.00
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Ay EIXB (7 A7 1 k)

BEEEREGIZBITBEH DO 7 Vv—T7 - BESH G
TIZA LT A

1. DA SRmE
7 I AT | b
b4 3-(3-bromo-6-fluoro-2-methylindol-1-ylsulfonyl)-N,N-dimethyl-1H-1,2,4-
triazole-1-sulfonamide
o =V C3H3BrFN;0,S,
o 466.3
s Br
F ﬂ
i%
=N
%f&
SO.N(CH3)
LN ERENSES
2L 128.6~130.0°C
RRE 1.8 x 10~° mPa (25°C)
SrBeARE log Pow = 4.4
ViR 7K 0.11 mg/L (20°C, pH=6.9)
LENE RSy ; s (pH=9, 25°C)

H  H#L : The e-Pesticide Manual 15th Edition. ver. 5.0

2. B R ORI
7 X AT v LTS - HE 99.6% (BIR{LARY)
T =RV, FEE=F )L, MLz, ~FHL, XX —)L
D PR AR (ROt T2E M)
A% —/  LC-MS M (Rl T2 8Y)
7K : PURELAB Flex System(Veolia Water Solutions & Technologies,
Saint Maurice,France) C k5 H L 7= /K
FER « mdliik 7 v~ b 777 ¢ — [ (FoehiE T2EE)
Cis 2 =07 A : InertSep C18-C, 1 g/6 mL (P —x L1 = 2ifl)
7777 A M—AR I =77 2 : Supelclean ENVI-Carb,
0.5g/6mL (V7 ~7 /N RY T
Tl PN I=HT A SepPak TR YDA H—RY vY, FTRA (7 p—K— )
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3. BER S

E R
B
T EH—

Ay EIXB (7 A7 1 k)

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
T e hTA BRI —7 R45

K O¥a R 27— BLIXER-5Plus

Wk v~ 7o 7 HEGHH Y AT A (LC-MS/MS)

T A ALERAEE

VIRV

AR
DI

BT LIRS
AUBHE A& -
PrfpIRFfA] -

4.2. BEHWTET

A A ALk

=M AR
B T A &
P i 77 A JRE

V= AT a sy JIRE

¥y b7V —EE
a—EE

al) Vg VEFE

A Atk

E=H VU TAF

v 4 — & —X 2695 HPLC
7 4 —# — A Quattro micro
¥ 4 —& — A MassLynx 4.0

4. WiE7a< N7 5T BESWE OBIESME
41 BERIEI e~ NTT 7

SunFire C18,3.5 um (7 #— & — X )
W 2.1 mm, £ & 150 mm, KifE 3.5 um
AL )= /K 2% (80:15:5, v/viv)
0.2 mL/min

40°C

5uL

#J 7.3 min

Tl 7 haRFL— A FAbkiE (ESD
EE—F

50 L/h (N,)

600 L/h (N,)

350°C

130°C

32kV

20V

20V

(VT a A Ar)

MRM

TV —Y—A A m/z467.7
Taf s vy m/z228.8
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Aoy MEXB (7 I A7 ab)

5. BB DOIER

72 AT a AOERERL10.0 mga S50 mLO A AT T A TERFL, Tk b=k YLK
fif L C200 mg/LEEMERUIR 2R U7z, Z OREHERIR A A &/ —/v /7K (50:50, v/v) 1R T
AL C0.0025, 0.005, 0.025, 0.05% TN0.1 mg/LOIEMEEKZ T L7, Z OWHKDS uL
ERRLRM DR v~ N7 T 7 - HEOFFHIEAL, 77— HIEEZ AT I A
T B AOE— 7 EEZHE L, M EE (ng), MY — 7 WL & o> THRERZE
% L7,

6. HTIE
6.1. oHTHEAE
6.1.1. BUEIORIAE

THELTCRBOEELY &o 7ok, HEAMGEHIA ~ ZHHI8HEIL, FLE DA D2
SEIY Hte @HIER), TOMAERELSITHFEE L, %0 024 RASHT R
Bhe Uiz, 2MORESHTTHREO S B, MO2EZ I —TH Ll R ORI
WINBIN BT T = V7 ot HEErE Lio), 28O RRW o8 AL, B & REZI
DT, FOOEEE I —TH b L7 R OFLIXHRMF NS E 2T 7 =h )L
ToONTRREE L),

QVER X GBHI A~ A HEC40EI L, A2 %20 Abtiz, O A RIS R
BhE L, 550 Oz RASHT R L Lo, RESITHEEHIEEZ I —TH—fkL
oo BASHTHBREHT, BEERBICHT, RAOLEE I X —TH LT,

Bol-RNERL BHEEZHAVCRNRERERIL (%) 2&EH LA,

6.1.2. i

BJ—{b U= RARBUTR TR0 g =A7 T A 22idnv &y, 7T r=1FU L/
7K (80:20, v/v) TE#E100 mLZ Iz T304 R & 5 i L7z, flitidn 2 A& 8o 7o Ml 1L
SRS A L, BRI A RRIES0 mL TV, FEEICAB L, AkzabET e h=F
JLT200 mLIZERL, £D10 mL GUEH gliY&E) 2L, 2H L Z2hhitikicK
10 mLZ @SN, 40°CLL F oK CRIERMEL, 72 F=hFU L EZREELT,

6.1.3. K5 H

6.13.1.CuI=WTARNT T 774 b I—RI=0T ADOHEFEL T LT L DREHE
CI=HT7 A7 F=hFVU N5 mLEUUKS mLAENEKGE T UATALER L7, RO B

RERMHE L7-Cy =B T A F L7z, &527 ' b=k U7k (50:50, viv) JRiK10

mLEJ F L, 2NODOMHEEE T, Cs =BT LD FIZT & b=k U5 mLKEOUKS

mLZJERFE T LA L7227 T 77 A A —Rr =87 2&8EEL, 7 h=rV L/

A (70:30, viv) JRIRI0 mL% Z O#fES 7 M F L, iRz T, Cx =" T L%
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Aoy MEXB (7 I A7 ab)

BYkrE, 77757 A MI—HRI=HT L7 =MV ILI0 mLZJH T L, WHKE
BCi, Wiz, 7' h=hrU v/ bvxy (75:25, viv) 1RIK30 mLZziE F L, ¥HTRE
D, 40°CLL FO/KIH CTRUEIEM L, RHEITERKE F CHEEELHEE L,
6.1.32. 7ul VN I=h T AL HREH

7Y VN =T BT BT TV (95:5, viv) RIS mLAE T N URTALEE L
T~o BIEOFEEY % FHIRIKS mLICER L T 7 e U LI =h T A LT F Lz, [AkE
DOEMEEZRVIEL, oMM ERER TR, KIS, ~FV v HiigzF L (80:20, v/v)
JBIR10 mLAJE F L, WHIKAZTY, 40°CLL T DK CRUERM L, RERITERKIE T
T2 L LTz,

6.1.4. BE

PRI 2 A Z ) —)V /7K (50:50, v/v) 1RIR2 mLIZIRfE L, 20 CCRIEIR CAIR L
2o ZORIRDS uLE RIS ORK 7 v~ N 7T 7 « BEEOFFHIEAL CE— 7 il
R, MEHRLIV T IZA LT o LA0ERELZRD, RETORFEELZEH LI,

6.2. EERFE(LOQ)K U HIFRAE(LOD)

E R [RSVH Y & ARHER i IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.025 1 2 5 0.01

/M R FBHR I e VSR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0125 1 2 5 0.005

HE, BREIVERLE UM
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Aoy MEXB (7 I A7 ab)

6.3. EXR

OINTIEMERR D T2, ikt By SRR K OVE IR R o SR SR S AL ER AL 2 i U
T, 0.01 ppm (EEREFAEY), 0.25 ppmZ OS5 ppm#SHIE 2351 2 [FIUGRER % 45 S1E /50T
THEM Lz, 72k, MEABGEHI2ESH L, & TEERFAARMN (<0.01 ppm) THo7,

I EN 7 S S s g

SRR BEEREERT IS B VEM D Z N — T ORET D 72 D RERF AL B OB %

USERRQAMEEE A E G 2 R HEE 3 O BB A 1
6.3.1. RADENYER

v WINE B [EINE RIS SIE NS RSDr
(ppm) (%) (%) (%)
= 5 99, 98, 96,
96 2.4
96, 93
= 0.25 102, 100, 100,
100 1.7
98, 98
=p ] 0.01 90, 89, 86,
86 3.5
84, 83
6.3.2. REDEIRZR
Bk IR ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
=15 5 100, 99, 99,
98 1.4
97, 97
=105 0.25 99, 98, 98,
98 0.9
97, 97
I 0.01 83, 81, 78,
79 3.4
77, 77
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Aoy MEXB (7 I A7 ab)

7. FEEEH

[ BT A RS 2 T DA SFEOEEOE O ERMITOWT) CERMRIF4H 1A A
TERE TS EAR EEE AR LR AR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAL A D T LIS, B URROELFE & 0.1 ppmif Gkt (7 4V
T4 —ar ba—VREhH &8 L,

7+ VT 4 —ar ha— LB TR A R,

F72, 20124E10 7 Efii OB ARSI EHLERE (MHEARREh Lt ¥ —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v b o — LB is

711.8H
ST A fEH L7 fl IR AL
(%) 53 M (ppm)
2013/8/ 5 KIK 107 <0.01
2013/8/14 /i 95 <0.01
2013/8/22 =l 101 <0.01
2013/8/26 S| 106 <0.01
2013/7/19 ET IR 98 <0.01
2013/7/25 =15 101 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/ 5 KIK 91 <0.01
2013/8/14 RN 94 <0.01
2013/8/22 N 91 <0.01
2013/8/26 S| 113 <0.01
2013/7/19 ET IR 89 <0.01
2013/7/25 B W 100 <0.01
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Aoy MEXB (7 I A7 ab)

8. v NV v AR OHER

< MU w7 ARERERIRIE, A [ O BEALEEEL O e ORI mL& T AT 7 Z 2 2255
L, 40°CLL N OKIBH CTIUEIRM L, ERXUE F CHREEZEE L7, 0.05 mg/LORR &7
FAREHEVRIR ] mLIZVR L CRTL L=, < R U v 7 AT R 2 RITRT,
8.1.RHA

~ by 7 ZGR

ek

(%)
KK 105
=5 Al 102
B IR 100

8.2. 1%
~ h w725

SR VAR

(%)
KK 105
1= N 92
=15 94

51



Aoy MEXB (7 I A7 ab)

9. RIFLEMERR
)b U= BN 7 2 A7 0 A&RINL, —20°CICHFERAFE LTz, — &R
TRAE L7212, [ARRIZOHT L CRIGERZ R, (REFOLEMZ R LTz, RAFEZEMRER
DRz RITRT,

9.1 RADRITFLEMEABRE R
R PRAT T e SRSENES
1554
(ppm) (1) (%0) (%0)
0.5 KK 22 (2013/7/23-8/14) 95, 92 94
0.5 N 20 (2013/8/6-26) 108, 103 106
0.5 I 17 (2013/7/8-25) 96, 96 96
9.2 REDRITFLEMEARNE R
R PRAT T s SRSEIES
1554
(ppm) (1) (%0) (%0)
0.5 Kol 22 (2013/7/23-8/14) 96, 95 96
0.5 N 20 (2013/8/6-26) 104, 101 102
0.5 I 17 (2013/7/8-25) 97, 96 96
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Ay EIXB (7 A7 1 k)

-1, <A AT R L
TIANLT LD AARYT "L (—IkRA V) O—fF (EEF—R)

G070423c_01 9 (0.353) 3: Scan ES+
1004 467.7 8.35e6
465.7
%,
468.6
‘ ( (469.6
O SRR T IBRARERRRS AR L R SRRRE RN SRR SRARRRARN BRARERERA 1 m/z
420 430 440 450 460 470 480 490 500 510 520

TIANLTabDTaR g K Axy L ALY R LO—H
(FVI—Y—AF ; m/z=467.7, IEE—R)

G070423c_02 9 (0.353) 3: Daughters of 468ES+
100+ 228.8 1.27e6
04107.9
227.8
O T \‘ T T e iz

T R L L S R A R R A R A A A RS LA LA AR ARSAN SRR RS
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
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Aoy MEXB (7 I A7 ab)

fR-2. RAD v~ 75 5 (REH)

1 1 .
BEYESL 0.5ng FEHERL 0.025 ng B LR
Sul/2mL/1g
A130723_21 MRM of 1 Channel ES+ A130723_24 MRM of 1 Channel ES+ A130723_03 MRM of 1 Channel ES+
467.66 > 228.83 467.66 > 228.83 467.66 > 228.83
1007 3.60e4 100 3.60e4 10%] 3.60e4
% % %
5 T T T T T 1 Time . 5 T T T T T T T T 1 Time 5 T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
I SLER 1 H % HIRE 4 [FISLEE 3 AR ER 4 RLEE 7 AR
Sul2mL/l g Sul2mL/l g Sul2mL/1 g
A130723 19 MRM of 1 Channel ES+ A130723_17 MRM of 1 Channel ES+ A130723_15 MRM of 1 Channel ES+
467.66 > 228.83 467.66 > 228.83 467.66 > 228.83
1007 3.60e4 1007 3.60e4 1007 3.60e4
% % %
5 T T T T T T T T T  Time 5 T T T T T T T T 1 Time 5 T T T T T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 .00
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fX-3. BEOI7a~< 5 A5 (REHF)

Aoy MEXB (7 I A7 ab)

1 1 .
BEYESL 0.5ng FEHERL 0.025 ng B LR
Sul/2mL/1g
A130726_004 MRM of 1 Channel ES+ A130726_007 MRM of 1 Channel ES+ A130723_003 MRM of 1 Channel ES+
467.66 > 228.83 467.66 > 228.83 467.66 > 228.83
1007 5.80e4 100 5.80e4 107 3.60e4
Yoy %o %
0 T T T T T 1 Time 0 T T T T T 1 Time 5 T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
I SLER 1 H % HIRE 4 [FISLEE 3 AR EiR 4 RLEE 7 AR
Sul/10mL/1 g S5pul/10mL/1 g Sul2mL/1g
A130726_023 MRM of 1 Channel ES+ A130726_021 MRM of 1 Channel ES+ A130723_015 MAM of 1 Channel ES+
467.66 > 228.83 467.66 > 228.83 467.66 > 228.83
1007 5.80e4 1007 5.80e4 1007 3.60e4
%% % %
T T T T T 1 Time T T T T T 1 Time 5 T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 .00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
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Aray WBERB (ZAXVT7 I R)

BEEEREGIZBITBEH O 7 Vv—T7t - BESH G
IR T IR

1. DA SRmE
TINRTUT IR
=== 3-iodo-N’-(2-mesyl-1,1-dimethylethyl)-N-{4-[1,2,2,2-tetrafluoro-1-
(trifluoromethyl)ethyl]-0-tolyl} phthalamide

ol =V Cy3Hy,F7IN,0,S
R 682.4
MG I o

_C(CH;);CH,S0,CH;

NH - cH,

NH

el
CE(CF3);

PE IR ERER U FN
(2 217.5~220.7°C
AT <1x 10 ' mPa (25°C)
STEEREL log Pow = 4.2 (25°C)
Tt 7K 29.9 ug/L (20°C)

FT L 0488, ~7FHF 1 0.000835, AKX —/L 26.0,
12-YV7unxXy 812, 7k hr 102, Fifg=F /L 294 (LI E g/L)
HEM Fetk e O HANME (pH=4~9) TLE
KR ; 5.5 (FEEEK, 25°C)
Hi  # : The e-Pesticide Manual 15th Edition. ver. 5.0

2. B KR URER
TR DT NN R 99.7% (Rl T35
TER=bMUN, AZ = FERREEEEBRA (Rt T3ER)
T R=hUL: LC-MS A (Fieilidk T3 4)
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) CF5 H L 7= /K
FERg « mdiis 7 v~ b 77 7 4 —H (Pl T8
PH 2 =7 7 A : InertSep PH, 1 g/6 mL (¥ —T/)LH 1 = L)
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Aray WBERB (ZAXVT7 I R)

A RT7—+ FL K AG245} 8XS2002S

T— 7Y K+ TA FG-60KBM & U'FV-60KA2
T AT A BRI —T7 R45

K O¥a R 27— BLIXER-5Plus

Wk v~ 7o 7 HEGHFH Y AT A (LC-MS/MS)

T A ALERAEE

v 4 — & —X 2695 HPLC
7 4 —# — A Quattro micro
U 4 —& — A MassLynx 4.0

4. WK v~ 7T 7 - BEESHE OBRIESRM

VIRV

TABETR
P

BT BIRFE
REHEAE -
PREFIRFR] -

4.2. BEHWTET

A A ALk

=W AR
B T A &
P i 77 A JRE

V= AT a sy JIRE

¥y b7V —EE
a—EE

al) Vg VEFE

A Atk

E=H VU TAF

41 mERE I n~ v 757

SunFire C18,3.5 um (7 #— & — X )

W 2.1 mm, £ & 150 mm, KifE 3.5 um

7' =R UK 2%EEE (65:10:25, vIvIv)
0.2 mL/min

40°C

5uL

#J 6.1 min

Tl 7 haRxFL— A FAbkiE (ESD
HE'—F

50 L/h (N,)

600 L/h (N,)

350°C

130°C

2.5kV

30V

30V

(VT a A Ar)

MRM

7Y H—H—A A m/z681.0
Taf s hAFY m/z253.9
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Aray WBERB (ZAXVT7 I R)

5. IREMDIER

TRV T 2 ROEAELL10.0 mgZ50 mLO A A7 T A TERFL, 7k =k Uiz
TAfR L C200 mg/LEEHEF R 2 U7z, Z OEHERKAZ 7 b=k UL /7K(50:50, v/v)iE
i CAVER L C0.0005, 0.001, 0.005, 0.01%710.02 mg/LOEAEETK 2% Uiz, Z OIEED
5 uLEZHRLEREORIK 7 v~ N 7T 7 « HEOHEHIIEAL, 77— 2 UEEE 2 AW T >
NRVT I ROE—7mEEZHEL, #flllcER (ng), MY —27 HEE &> ThRE
MhAaAERL LTz,

6. HTIE
6.1. HTHEAE
6.1.1. BUEIORIAE

THE LR OEELY Eo7o%, HEAMGEHIA ~ ZHHI8HEIL, FLEN DX D2
SEIY Hbte GHIER), TO2MAERELSHTHFEE L, %0 024 KA HT
Bhe Uiz, 2O RESHRE D OB, MOLEE2 IV —TH kL= FEY OIIT
WINBI N E T T = V7 ot HEELE Lic), 28O RRW o8 AL, B & RLI
D, FOOEEE I —TH b L7 G OFLIXRMAN M E 2T 7 =h v
ToONTRREE L),

QUVER X GBHI A # 2 fEC40EI L, A o2o %20 Abtiz, O A RFZ5H R
BhE L, 550 Oz RASHT R L Uic, RESITHEEHI2EZ I —TH—fkL
oo BASHTHBREHT, BHERBICHT, RRAOLEE I XV —TH kLT,

Bol-RNERL BHEEZHAVCRNRERERIL (%) 2&EH LA,

6.1.2. i

BJ—{b U7z R ARBUTR TR0 g =A7 T A 2l2idnrv &y, 7T Rr=1F UL/
7K (80:20, v/v) TE#E100 mLZ Iz T304 & 5 i L7z, flitidn 2 AR 8o 7o Ml 1L
SRS A L, BRI A RRIES0 mL TV, FEEICAB L, AikzEbET e h=F
UL C200 mLIZER L, Z04mL GREH.4 gl &) 20 L7, 2L 724 iR % 40°C
LUF OB T CRIERME L, RBIIERKIL F CREZEELE,

6.1.3.PHI =4 7 A L BHEHL

PHI =07 LT A K/ —/5 mLEOVKS mLENERGE N URIALERE L7=, RITEOREY %
AH =)Ll mLICIEMEL, K4 mLEEML TR L%, AILE L/ZPHI =5 7 AICHE
T L7, EHITAZ =,/ 7K (60:40, v/v) IRIES mL& i F L, 2405 OEHIKRZ # Tz,
PHI =5 T L% WBIHHEE LT, A%/ — /K (80:20, v/v) IBIKS mLZi F L, &HIIE
ZELY, 40°CLL T ORI CIUERM L, MRIIERKI F OBz L5 LT,
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Aray WBERB (ZAXVT7 I R)

6.14. BE

R ZET ' b= KU,k (50:50, v/v) {RiE4 mLIIEfRE L, S0 U CRVER CA

MU=, ZOWEDS uLE a0k e~ v 777 - Hi
HEZ RO, MEHIY 7L DO7 I ROERERD,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

SFRHTEAL T =2
BURHP ORI & B LT,

E R [RSUH Y & AUBHER I IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.005 0.4 4 5 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0025 0.4 4 5 0.005

HE, BREIVERLE UM
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6.3. EXR

Aray WBERB (ZAXVT7 I R)

SINTEHERR DTz, AR P AL ERERE B OVET IR} 0D S SR AL R A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
A BRI A R 2 RITR T,
SERRAGEEE BEEORERIC IS 1T D IEM O U v — AL ORE O 12 0 DR ZEFE R L O RE & 5
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RHOEIXE

v WINE B EIESS SER RV R RSDr
(ppm) (%) (%) (%)
=yl 5 92, 91, 91,
90 2.2
91, 87
= 0.25 90, 88, 88,
86 4.1
85, 81
= 0.01 95, 90, 90,
89 4.2
86, 86
6.3.2. REDEIRZR
Faw sl IR EEs S [ANIY R RSDr
(ppm) (%) (%) (%)
=105 5 100, 99, 96,
97 2.4
95, 95
IR 0.25 103, 101, 100,
100 3.4
100, 94
I 0.01 95, 94, 92,
92 2.3
91, 90
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Aray WBERB (ZAXVT7 I R)

7. FEEEH

[ BT A RS 2 T DMRAEEFEOEBEOE O FERMITOWT) CEMRIF4H 1A
TERE TS EAR EEE AR R RER RS ([CEOE, NERBEER AT o7,
EHILYE . 20MIAE A D T LIS, B URIROELHECE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—VikEh &8 L,

7+ VT 4 —ar ha— LB A R,

F72, 20124E10 7 Efii OB ARSI HLERE (MHEARREhZet ¥ —)
BT HZAaTIZETZIL2LTH -1,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 [fl S AL
(%) 53 M (ppm)
2013/8/ 5 KIK 113 <0.01
2013/8/14 /i 95 <0.01
2013/8/22 =l 79 <0.01
2013/8/26 S| 107 <0.01
2013/7/19 ET IR 83 <0.01
2013/7/25 =15 109 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/ 5 KIK 89 <0.01
2013/8/14 /i 87 <0.01
2013/8/22 N 111 <0.01
2013/8/26 S| 104 <0.01
2013/7/19 ET IR 101 <0.01
2013/7/25 B IR} 91 <0.01
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Aray WBERB (ZAXVT7 I R)

8. v NV v 7 AR OHER

< MU w7 ARERERIRIT, 4 [ O BEALEEEL O e IR mL& T A 7 Z 2 2255 B
L, 40°CLL N OKIBH CIUEIRM L, ERXE F CREEZEE L7, 0.01 mg/LORR &7
FAREHEIR ] mLIZVAR L CL L=, < R U v 7 RGBS R 2 RITRT,
812K

~ by 7 ZGR

ek

(%)
KK 99
=5 Al 85
B IR 83

8.2. 1%
~ by R

k) V7RI

(%)
KK 110
1= N 114
=15 112
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Aray WBERB (ZAXVT7 I R)

9. REFREMRBR

B)— (b U= BB 7 L _ 7 2 RERINL, —20°CIZHEIRAFE LTz, — &
MIERTE L7214, [RIERIZOHT L CEINER 2R D, RIFFOLZEM 2 Ml Uiz, RIFZEMR

BROFER %2 £ITRT,

9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 IR 22 (2013/7/23-8/14) 105, 93 99
0.5 0 20 (2013/8/6-26) 89, 80 84
0.5 BT IR 17 (2013/7/8-25) 93, 88 90
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 I 22 (2013/7/23-8/14) 97, 96 96
0.5 0 20 (2013/8/6-26) 80, 75 78
0.5 I 17 (2013/7/8-25) 99, 98 98
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Aray WBERB (ZAXVT7 I R)

-1, <A AT R L
TINRUTT I RDOTAARYT ML (—IRA A Y) O—fF] (BE— )

$130603_02 8 (0.301) 2: Scan ES-
1004 681.0 7.93¢5

%

682.0

0 T T T T T T T T T T T T T T T T T T T 1 m/z
630 635 640 645 650 655 660 665 670 675 680 685 690 695 700 705 710 715 720 725 730

TNRDT I ROTF a7 N AFx o AT kLD —4f
(FVI—Y—AF ; m/z=681.0, AF—R)

$130603_10 8 (0.302) 2: Daughters of 681ES-
100+ 2539 3.68e5
% 254.2
0 T T T T T T T T T T T T T T m/z
100 150 200 250 300 350 400 450 500 550 600 650
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ft-2. REDZ v+ F7 7 5 (REH)

FEHES 0.1 ng

FEAES 0.005 ng

Aray WBERB (ZAXVT7 I R)

iR LR
SuL/AmL/04 g

A130724_005 MRM of 1 Channel ES- A130724_008 MRM of 1 Channel ES- A130724_003 MRM of 1 Channel ES-
681>253.9 144 681 > 253.9 81 > 253.9
1007 16064 10 1.60e4 100] 1.60e4
% % %
10 T T T T T 1 Time 10 T T T T T 1 Time 10 T T T T T  Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
i 2 [EAEE 1 Bk EIRE 2 [AILEE 3 AR EiR 2 B 7 AR
Sul/4mL/04 g Sul/4mL/04 g S5ul/4AmL/04 g
A130724_019 MRM of 1 Channel ES- A130724_017 MRM of 1 Channel ES- A130724_015 MRM of 1 Channel ES-
681>253.9 149 681> 253.9 81 > 253.9
1007 16064 10 16064 190] 1.60e4
% % %
10 T T T T T 1 Time 10 T T T T T 1 Time 10 T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
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fR-3. REDI v+ 775 (REH)

FEHES 0.1 ng FEHESL 0.005 ng B AL

SuL/AmL/04 g

A130724_12 MRM of 1 Channel ES- A130724_24 MRM of 1 Channel ES- A130724_03 MRM of 1 Channel ES-
681> 253.9 - 681 > 253.9 81 > 253.9
1007 17064 10 1.70e4 109 1.70e4
% % %
10 T T T T T 1 Time 10 T T T T T 1 Time 10 T T T T T T T T T  Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00
i 2 [EAEE 1 Bk EIRE 2 [AILEE 3 AR EiR 2 B 7 AR
Sul/4mL/04 g Sul/4mL/04 g S5ul/4AmL/04 g
A130724_19 MRM of 1 Channel ES- A130724_17 MRM of 1 Channel ES- A130724_15 MRM of 1 Channel ES-
681> 253.9 . 681 > 253.9 81 > 253.9
1007 1.70e4 100 1.70e4 1007 1.70e4
% % %
10 T T T T T 1 Time 10 T T T T T 1 Time 10 T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 .00

66



Aay BB (RUFTNRY BT A Y T a L)

BIRBEIZBIT BEMDO 7 Vv—F - BE SV
ROFFTNRNYGNVT ALY T a v

1. DA SRmE
RUFTNYINVTAL Y Tan
b4 - isopropyl [(S)-1-{[(R)-1-(6-fluoro-1,3-benzothiazol-2-yl)ethyl]carbamoyl}-2-
methylpropyl]carbamate
G2V C5H24FN;0;S
DR 381.5
R 1
\T HEH{CHa}z
‘Q\ ,L NA G
NHCDQGH{CHg,}z
H CH,
LEI 7N ERENSIFN
A 153.1°C, 169.5°C (it 2 7)
AR <3.0x 10~ mPa (25°C)
S BLARER log Pow = 2.3~2.9 (pH=5~9, 20~25°C)
TRE - /K 13.14, 10.96 (pH=5), 12.76 (pH=9) (LL_E mg/L, 20°C)

AH ) =)V 417, ~FH > 215x107% F L2 0501,

T hy 254, V7unxyy 118, BT 19.4(BLE g/L, 20°0)
ZENE IRyt 14500 (pH=4, 7, 9, 25°C)

ARG 5 3010 (BRK), 131H (FEREK)
H  Hi : The e-Pesticide Manual 15th Edition. ver. 5.0
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Aay BB (RUFTNRY BT A Y T a L)

2. 1ERAEM R ORI
NUFTNY BT A Y T w E)UEEAER, M 99.5% (Failihe T2 5d)
TER=RUN, TR, AZ/—)b FREEEHERA FOhisk T%5R)
T h=RUL: LC-MS M (Reflisk T 368))
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) Cf5 8 L 72 /K
WEfR T e =0 b i3 RRR (FoBAiE T35

3. B KU
BRI AT —+ bR AG245K TUXS20028
LT T— 7Y K+ 74 FG-60KBMX U'FV-60KA2
I X T s XA T A uRT—F R4S

KO 77— BLIXER-5Plus
ks v~ v 777 - HEGHEY AT A (LC-MS/MS) -

7Y Lk 1290 HPLC

7L~ 6460 Triple Quad LC/MS
T — A AL 7 YL b MassHunter

4 Wik v~ 777 - BEOGYE OBIESRM
41 HEBEK I v~ T T T

VAN ZORBAX Eclipse Plus C18 (7 ¥ L > M)
W 2.1 mm, £ & 100 mm, KifE 1.8 um

B 5mmol/L B¢ 7 =L,/ T h=FVU /L
65:35 (2 min)— (4 min)—10:90

P 0.3 mL/min

717 KR 40°C

AEHEA R : 5uL

IRFPIRERH] - #J 5.1 min
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4.2. BESHTE
A A b

Rz AT AL
LRI AP

X7 TAWF—HT]
U AT ANRE
VAN A&

A A BNEE
7T T A
2l Vg T

A A RHIE
TV TAF

5. BREBRDIEL

Aay BB (RUFTNRY BT A Y T a L)

Tl 7 haRxFL— A FAbkiE (ESD
EE—F

300°C

5 L/min

45 psi

400°C

11 L/min

3500 V

50V

30V

(ZVYa ANy

MRM

7 H—H—A A4 m/z382.0
Ty hAFr  m/z180.0

RUFTANY BV T A Y7 ELOERERR10.1 mg (10.0 mghH4) Z50mLD A X7 T A
TKREFE L, AH J — ACEEfE L 200 mg/LEEYERR 2R L=, Z OE¥EREEZ 7 & b
=k U V7K (50:50, v/v) {7 L C0.000005, 0.00001, 0.00005, 0.0001 2 1}0.0002 mg/L
DOEEEREZRE LT, ZO@WKOS WL ATReR ok 7 v~ s 275 7 « BESHTEHT
HEAL, 7 —ZWEIEEZ N TR F TR VT A Y T a Lo —7 miEzHlE L,
FifhIZE R (ng), Mt —2 W% &> TRERZIER LT,
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Aay BB (RUFTNRY BT A Y T a L)

6. SHTiE
6.1. HTHAE
6.1.1. FAEtDORITALI

S LGB OBEEL Bo 7%, MLBEGUEHIA « 28D EIL, T ZNoOxiA D2
ORI Gt GHEIER), EO2 A RELSITHFELE L, 780 0204 BN T
BhE LTz, 2O RESITAREO Y 6, O2EZ I X —TH kL7 GE0 O1fIx
BB I 2T 7 =T ol AaelE ULi) . 2o R/ ARENE, R & REZIC
I, ZFOROEEEZ I XV —TH b L7z RV OITRINFNLE 2T 7 =7V
ToHr e E LT,

RUER K GREH A © ZHEC4EI L, *HAD2oZ2EY Bb¥i, FO1H%Z2 RE5 AR
BHE L, 780 oA RASHT BB S Lo, RESHTHREHI2ELZ IF—TH—(kL
7oo BRASHARENT, BEERFICHT, RAOEEEZ IV —TH LT,

Bo-RAREEL BT EEL AV TREARLEREL (%) 2HH L,

6.1.2. HhH
B)—Ab L7z BB AT R IR0 g2 =M 7 7 A2 2iFnv &0, 7& 100 mL%&
Mz T304 MR & D L7, itz AR A SO 7ML S cls I Al L, ks 7 &
k250 mLTHEW, [AERIZAIE LT, A ZHHOE T 7 2 T200mLIZER L, £?0.5mL
(FREH0.05 ghH 4 &) Z4rELL 72,

6.1.3. EE

SEUTHERIZT ' b= R UL, 7k (50:50, viv) IRIREINZ TS0 mLICER L, M3
IS CCRIBIE CAIR LTz, 2 ORIROS uL& Bt otk v~ 77 7 - EESHT
FHZEAL CE—ZHMEZRD, BRIV F TNV ILT A Y T a EVOEREE R
D, B ORBIRE AR L,

6.2. EEIRFE(LOQ)K VD HHIRFAME(LOD) "

TE RS Y AR B e VSR EUN s E RS
(ng) (g) (mL) (nL) (ppm)
0.00005 0.05 50 5 0.01
52N i s R B A VSR AR f TR
(ng) (8) (mL) (nL) (ppm)
0.000025 0.05 50 5 0.005

CHA, REZTOTRGE U
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Aay BB (RUFTNRY BT A Y T a L)

6.3. BN
IINTIETERR D 1= 8, a0 B A MEAL R K OVE IR R0 SRS ALEES A 4 5kE ™ & A
W, 0.01 ppm GEEFRFAHY), 0.25 ppm& OS5 ppmiRIIE 35 1T 5 [BIIGER 4 45 51857
HrCof Uiz, 723, MEAABEEREHI2ESHT L, & CE BRI (<0.01 ppm) TH -7,
[ETU FRERAG SR & AR T,
CERAEE BEEREICBT B O 7 N — FEORF O T2 ORREFEF R OB £
TSERRQAMERE A pEE A 22 AR HEE T O OB A
6.3.1. RHDENRHE

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
=gt 5 96, 95, 95,
95 1.6
95, 92
=%l 0.25 96, 95, 94,
94 1.4
93, 93
=p ] 0.01 96, 95, 93,
93 3.3
93, 88
6.3.2. RED[EN=R
v IR EEES NESIENES RSDr
(ppm) (%) (%) (%)
IR 5 95, 95, 94,
94 1.4
93, 92
=105 0.25 93, 92, 91,
91 1.3
91, 90
=05 0.01 95, 94, 93,
93 2.1
92, 90
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Aay BB (RUFTNRY BT A Y T a L)

7. FEEEH

[ BT A RN 2 T DRAEFEOEBEOEHOFERMITOWT) CEMRIF4H 1A
TETREIT S EAR EEE AR LR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAE A D T LIS, B URIKROELFECE & 0.1 ppmifiNalEt (7 4V
T4 —ar ba—VilEhH &8 L,

7+ VT 4 —ar ha— LB TR B A R,

F72, 20124E10 7 Efii OB ARSI EHLERE (MHEARREL Lt ¥ —)
BT HZAaTITETZIL2LTH -1,

71.7 % VT 4 —=a v ba— LB s 5

7.11.8H
ST A fEH L7 @l S AL
(%) 53 M (ppm)
2013/8/13 KIK 94 <0.01
2013/8/21 A 99 <0.01
2013/7/25 IR 100 <0.01
2013/10/2 =y 97 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/8/13 I 91 <0.01
2013/8/21 N 99 <0.01
2013/7/25 =y 97 <0.01
2013/10/2 B I 96 <0.01
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Aay BB (RUFTNRY BT A Y T a L)

8. v FU v ZAROMER

v b U w7 AREAEGRIRIE, 4B O BB O AR L mLE AR T F 2 225
L, 40°CLLT ORI CHERM L, SR N T2 5 L72%, 0.0001 mg/LOM &
FRFEHERIR mLICIEMR L CRIL L7z, ~ b Y v 7 ARBOHTAE R 2 RITRT,
8.1LRH

~ by 7 ZGR

e
(%)
KK 99
=5 Al 103
B IR 105
8.2. 1%
B ~ hU v AR
SR 7T
(%)
KK 100
1= N 104
=15 100
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Aay BB (RUFTNRY BT A Y T a L)

9. REFEREMHE

)=t L7 S PGB N F T ARY WA T A Y T r ENEIRML, —20°CIT o
7 UTe, —EMIMRAT L7k, RARICOHT L CIRIER &K | (RAFT OZENE 2 HERE LT,

IRAFLTEMERBR ORE R & RITR T,

9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 KR 71 (2013/7/23-10/2) 94, 91 92
0.5 0 57 (2013/8/6-10/2) 92, 90 91
0.5 IR 86 (2013/7/8-10/2) 92, 91 92
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 IR 71 (2013/7/23-10/2) 87, 85 86
0.5 0 57 (2013/8/6-10/2) 93, 92 92
0.5 I 86 (2013/7/8-10/2) 89, 89 89
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Aay BB (RUFTNRY BT A Y T a L)

-1, <A AT R L
RUFTNRYBNVT D~ AARYT M)v (—IkRAF V) O—F] (EEE—K)

x10 2 [+ESI Scan:4 (0.2 min) Frag=50.0v $130603_06.d
382.0

0.951

0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.454
0.4+
0.35
0.3
0.25
0.2
0.154
0.1

0.05

Ol e e e [T
3 340 345 350 355 360 365 370 375 380 385 390 305 400 405 410 415 420 425 430
Counts (%) vs. Mass-to-Charge (m/z)

403.9

NRUOFTRYBLTA T O Taly NAXy o AT F)LO—4
(FV I —Y—AF> ; m/z=382.0, IEE—R)

x10 2 [+ESI Product lon:2 (0.2 min) Frag=50.0v CID@30.0 (382.0 -> **) $130603_18.d

1'0?’ 1800

0.95
0.9
0.85-
0.8
0.75-
0.7
0.65
0.6 116.0
0.55
0.5 720
0.45-
0.4
0.35-

0.25. 98.1

197.0

*

120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380
Counts (%) vs. Mass-to-Charge (m/z)

60 70 80 90 100 110
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Aay BB (RUFTNRY BT A Y T a L)

ftR-2. REDOZ v+ h7 7 5 (REH)

FEAESL 0.001 ng FEYESL 0.00005 ng Hiky ML
5 uL/50 mL/0.05 g
x10 2 [+ MRM (382.0 -> 180.0) S130727_05.d x10 2 |+ MRM (382.0 -> 180.0) S130727_08.d x10 2 |+ MRM (382.0 -> 180.0) S130727_04.d
244 244 244
2.3 \L 2.3 2.3
2.2 2.2 2.2
214 * 214 214
24 2 2
1.9 1.9 1.9
1.8 1.8 1.8
1.74 1.74 1.74
1.6 1.6 1.6
1.5 1.5 1.5
1.4 1.4 1.4
1.3 1.3 1.3
1.2 1.2 1.2
1.14 1.14 1.14
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
041 044 A | oal
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Wy S [EALER 1 B WS [EIALEE 3 A T4 WS [EIALE T B 1%
5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g
x10 2 [+ MRM (382.0 -> 180.0) $130727_16.d x10 2 |+ MRM (382.0 -> 180.0) S130727_14.d x10 2 |+ MRM (382.0 -> 180.0) S130727_12.d
244 244 244
2.3 2.3 2.3
2.2 2.2 2.2
214 214 214
24 2 2
1.9 1.9 1.9
1.8 1.8 1.8
1.74 1.74 1.74
1.6 1.6 1.6
1.54 1.5 1.5
1.4 1.4 1.4
1.3 1.3 1.3
1.2 1.2 1.2
1.14 1.14 1.14
14 14 14
0.9 0.9 0.9
0.8+ 0.8 0.8
0.7 0.7 0.7
0.6 \L 0.6 \L 0.6 \L
0.5 0.5 0.5
0.44 — o444 —~ 0.44 P
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

76

Counts vs. Acquisition Time (min)



Aay BB (RUFTNRY BT A Y T a L)

fR-3. REDI v+ 7T 5 (REH)

FEAESL 0.001 ng FEYESL 0.00005 ng Hiky ML
5 uL/50 mL/0.05 g
x10 2 [+ MRM (382.0 -> 180.0) S130727_05.d x10 2 |+ MRM (382.0 -> 180.0) S130727_08.d x10 2 |+ MRM (382.0 -> 180.0) S130727_23.d
2.4+ 2.4+ 2.4+
2.3 \L 2.3 2.3
2.2+ 2.2+ 2.2+
2.1 * 2.1 2.1
2+ 2+ 2+
1.9 1.9 1.9
1.8 1.8 1.8
1.74 1.7 1.7
1.6 1.6 1.6
1.5 1.5 1.5
1.4+ 1.4+ 1.4+
1.3 1.3 1.3
1.2 1.2 1.2
1.14 1.14 1.14
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 L o440 __ .
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hikr 5 [ELEE 1 B4 k5 ELH 3 B % Hiky 5 EULEE 7 B4
5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g 5 uL/50 mL/0.05 g
x10 2 [+ MRM (382.0 -> 180.0) $130727_37.d x10 2 |+ MRM (382.0 -> 180.0) S130727_35.d x10 2 |+ MRM (382.0 -> 180.0) S130727_33.d
2.4+ 2.4+ 2.4+
2.3 2.3 2.3
2.2 2.2 2.2
2.1 2.1 2.1
2+ \L 2+ \L 2+
1.94 1.9 1.9
1.8 R 1.8 * 1.8 J,
1.74 1.7 1.7 R
1.6+ 1.6 1.6
1.5 1.5 1.5
1.4+ 1.4+ 1.4+
1.3 1.3 1.3
1.2 1.2 1.2
1.14 1.14 1.14
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 04— -~ —
115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55 115 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Anmry MHXB (GURIE®ES,

1B 5 3)

BB BVEMD T V— 71t « BESTEEHE
REEEY%, (FWEE

LRBHEES
v B ROl EHER RIEWER KREE REEOVY EHEN (%) REDEX
mH A% (kg/fE) (kg/1E) (kg) (kg) R R (mm)
FI 0 - 1.69 1.71 16.9 10.6 93 7 2.0
B 1 1.70 8.50 92 8 2.0
B 3 1.68 8.38 91 9 2.0
B 7 1.75 8.74 93 7 2.1
1) 92:8 S 2.0
B 0 - 1.48 1.40 14.8 9.84 89 11 2.1
B 1 1.38 8.26 90 10 2.1
B 3 1.34 8.02 91 9 2.1
B 7 1.38 8.26 91 9 1.6
¥ 90:10 ) 2.0
I 0 — 1.75 1.89 21.0 13.9 89 11 2.0
B 1 1.85 11.1 91 9 2.1
B 3 1.97 11.8 89 11 22
B 7 1.97 11.8 91 9 2.1
4 90:10 2.1

3JEL ORI EE
1.67 kg/{#l

3EHORERED Y

11.4 kg

B: > /T 7 XA
TR T 2 RiR2E L
FT7 7 a7 N30

A vaYy, 7 AT a N T4E LR
RXUFT NN VT A Y7 e e LsE LR

F U R Y ikelELE
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Auy WEXB BtEESR, EH5H)

21EHEE
213K

KL AP H AR IR ALERT H %
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Auy WEXB BtEESR, EH5H)

g R mAn AL A%

AN L3 A A% AN ALELT A%
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Auy WEXB BtEESR, EH5H)

Bl SEALEE R ALEEL A

HiR ALPE3 A% B ALERT A%
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1. HrtgmE

Aoy UEXCD (ZVv 7=/ Aay)

BB BIT BEMD 7 Vv—F1L - BESHEEMO

IN7Zx ) A

TNz /) 7R

b4

PR
D=

SA)LMES

2o

VRt

1-[4-(2-chloro- « , & , « -trifluoro-p-tolyloxy)-2-fluorophenyl]-3-
(2,6-difluorobenzoyl)urea
C21Hyi CIF6N2O5

488.8
Cl R
FEC—G—DQNHCGNHCD
F F
SRR EEEN
169~172°C

6.52 x 10° mPa (20°C)

log Pow = 4.0 (pH=7)

7K 0.0186 (pH=4), 0.00152 (pH=7), 0.00373 (pH=9) (LA} mg/L, 25°C)

XLy 6, ~FH 2 011, vZua~Fxtr 95, VranAX L 188,

AHX ) —)v 35 Ty 738 (LLE gL, 25°C)

190°CE TLE

KIS R 5 118

A 1128 (pH=5), 104H (pH=7), 36.7H (pH=9),
2.7H (pH=12),

H  H#L : The e-Pesticide Manual 15th Edition. ver. 5.0



Aoy UEXCD (ZVv 7=/ Aay)

2. 1RAEM R ORI
TNT x )T An RERER i 98.5% (Dr. Ehrenstorfer #4)
TER=FUN, TR RGN FOGHEE T 5E)
T h=hU: LC-MS H (Fieflisi T3 50)
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) C 5 # L 72 /K
WEfR T e =0 b 3Rk (FoBAiE T2
Pt A2 =717 I : InertSep SAX, 500 mg/6 mL (¥ — =T /LA = 2 )

WA A 2Z# X =7 7 2 : Bond Elute SCX, 1 g/6 mL (7 ¥ L > M)

3. HE KOS

BRI AFT—+ PR AG245% UXS2002S
LFF - T—+ 7K« 74 FG-60KBM} U'FV-60KA2
I X TT Ll T A BRI —F RA45

M O¥a R 27— BLIXER-5Plus
k7 n~ 777 BaoHEr A7 A (LC-MS/MS)

7Y Lk 1290 HPLC

7L~ 6460 Triple Quad LC/MS
T A ALEREEE 7 YL b MassHunter

4 WE7a< 757 BESWE OBIESRME
41 BEBRIEI e~ NTT 7

VAN ZORBAX Eclipse Plus C18 (7 ¥ L > M)
W 2.1 mm, £ & 100 mm, KifE 1.8 um

BN 5mmol/L HifE T &=L,/ T h=F UL
65:35 (2 min)— (4 min)—10:90 — (2 min)—5:95

Pk 0.3 mL/min

BT NI 40°C

AEHEA R : 5uL

TRFrIRERH] - #J 6.9 min



Aoy UEXCD (ZVv 7=/ Aay)

4.2. BESHTE

A A AbIE Tl 7 b AT L— A FAkE (BSD
EE—F
REfR T ATRFE 300°C
R MG AT A i 5 L/min
X7 TA W —HT] 45 psi
— AN AR 400°C
AT AV 11 L/min
A A BNEE 5000 V
7T TAE—FEE: 50V
al) Vg VEFE 20V
(ZVYa ANy
A F R MRM

T=HXVTAF 0 T U= —A A m/z488.9
TaXx s N AY m/iz157.9

5. BEMRDIER

TNT =) AR OFERET10.2 mg (10.0 mghY4) Z50 mLO A A7 F A3 |TFEFE L,
T AT L T200 mg/LEEERIK AT L, ZOREERKE T =YL 0K
(50:50, v/v) R CTHFR L C0.000025, 0.00005, 0.00025, 0.0005K T80.001 mg/LDHEHERR
REPFR L=, ZOWROS uLERIRREE ORI v~ N7 Z 7 « EESWEHIEAL,
F—HMFAEE AN C 7L T =) 7 An O — 7 mEARE L, Sl ERE (ng), it
o v — 27 miEE & o TREMREER LTz,

6. S3HTiE
6.1. ZHTHERAE
6.1.1. BRI
ZHLICAMOERZ Bo 7ok, MILHRERHIAS « ZHHI8EIL, Thehoxifn?
SEIY G EER), EO2/ A RESTHRE S L, 780 024 Ao IR
BHE Uz, 2MORESH AR O L, IMO2EE2 I X —TH L G0 O
WINBIRS BT T Z =NV T T AEE e L), 2o RS ARENE, R & REZIC
T, ZOMHORELZ IF—TH kL7 RV OIS LERT 7 =D
oAt REELE L),
RUFR GBI A # 2 HEC4EI L, A2 Z IR0 A=, O E RESH R
Bte U, 780 o 2 R EE & Lic, RESTHRBHI2EL I X —TH—fkL
7o RWOHTHEENL, RWE RIS, RROSEE I XY —TH—LLT,



Aoy UEXCD (ZVv 7=/ Aay)

EolLRWEREEL REEEZ MW TRERKERL (%) Z2HEHLL,

6.1.2. HhiH

B)—Ab U Te R AARE SO TR IR0 g2 = A 7 7 X 2213 &£ v, 7' F 100 mL%
Mz T304 MR E O Lz, Mtz A A o 72l clsl A L, EiExs 7 &
k50 mLTHEWY, FIERIZA LT, AEAHET & o T200mLIZER L, £ D0.5 mL
(FREH.05 gfiM &) Z0HLL, 40°CLL FOKIEH CRUEIRME L, RZITERKIE F T
BaBEkL,

6.13. BA AR I=H T LROBA Z U RMI =T LOERES T M L BHEH

BEA AR =D T DR PG A TR I =D T LT =Y L5 mLE#E F L
ATALER LT, BBA AV RMI = T D55 AU RWI =07 A0 FIZERE L, RIEORK
HBWa72 =M ASmLIZEMR L CEFED 7 AICB LK P LT, &6I27k' M=K
V15 mLaEdt F L, Rz, 40°CLL T OKE T CRIERME L, RZITERKIT T
TR AR E LT,

6.1.4. ER

WA T 2 h= KUK (50:50, v/iv) JRIE10 mLIZHAE L, HEIZES U CRIRIK T
HRUT=, ZOWKRDS pLE FIRLGEORE 7 v~ 77 7 « BEGHFHIFEAL TE—
A RS, MERLY 7L T2 720 OFELERD, BT OREEE AL
72

6.2. FEERIE(LOQ)K UK HIFRAE(LOD)

E R [RSVH Y & ARHER i IRV IR AR E RS
(ng) (g) (mL) (nL) (ppm)
0.00025 0.05 10 5 0.01
/M R FBHR I & e VSR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.000125 0.05 10 5 0.005

HE, BREIVERLE UM



6.3. EXR

Aoy UEXCD (ZVv 7=/ Aay)

SINTEHERR DTz, BB g AL EREURL B OVET IR} 0D S SR AL R A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THEME L7z, i, BARRUEHI2E T L, & TERERAARN (<0.01 ppm) TH -7,

i}l

ABRG R 2 KA

SRR BEEREERT IS B VEM D Z N — T ORET D 72 D RERF AL B OB %

TSERRQAEIE AR E S A (R 2 O RUR &

6.3.1. B DEIYR
Bk TN EIYEE SRS [ANI R RSDr
(ppm) (%) (%) (%)
= 5 89, 87, 86,
84 5.0
81, 79
=%l 0.25 87, 85, 85,
84 3.3
82, 80
=] 0.01 88, 84, 83,
83 4.8
82, 77
6.3.2. REDEIRZR
v Iy E}vES SRS [A] N =R RSDr
(ppm) (%) (%) (%)
IR 5 100, 99, 99,
97 3.8
98, 91
IR 0.25 95, 95, 93,
92 3.4
90, 38
=10 0.01 97, 96, 92,
92 5.7
90, 84




Aoy UEXCD (ZVv 7=/ Aay)

7. FEEEH

[ BT AR SRR 2 T DA SFEOEBEOE O FERMITOWT) CEMRIF4H 1A
TERE TS EAR EEE AR LR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAE A D T LT, B URIROELHECE & 0.1 ppmifinalEt (7 4V
T4 —ar ba—ViREh &8 L,

7+ VT 4 —ar ha— LB TR A R,

F72, 20124E10 7 Elii OB WA EE L ERE (MHEARRENZet s ¥ —)
BT HZAaTIIETZL2LTH -1,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 [fl S AL
(%) 53 M (ppm)
2013/ 8/19 KIK 89 <0.01
2013/ 9/ 9 A 82 <0.01
2013/ 8/ 1 IR 88 <0.01
2013/10/ 2 =y 86 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/ 8/19 I 79 <0.01
2013/ 9/ 9 N 80 <0.01
2013/ 8/ 1 =y 93 <0.01
2013/10/ 2 B I 89 <0.01




Aoy UEXCD (ZVv 7=/ Aay)

8. = MU v 7 AR DOMER

~ MU w7 AREERRIRIE, 4 B3 O MEALERER O S IRl mL& - AR 7 Z 2 2253 EL
L, 40°CLL F ORI CIRIEEM L, £R1XE F CIREEZ ¥ E L7, 0.0005 mg/LO R &
FRFREEAIR ] mLICWfR L G L7, ~ B Y w7 ZRBI IR R A RITR T,
8.1.RK

~ by 7 ZGR

ek

(%)
KK 95
=5 Al 101
B IR 105

8.2. 1%
~ by R

k) V7RI

(%)
KK 93
1= N 93
=15 99




Aoy UEXCD (ZVv 7=/ Aay)

9. REFREMRBR

B—{b Ul BB 7V 7 = ) 7 2 U ERINL, —20°CICHERELT-. — &
HRMRAE L7128, [FARICHOMT L ClEINRZ KO, IRFETOLEMN MR LT, RELEM

RO R 2 KITRT,

9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 IR 71 (2013/7/23-10/2) 89, 82 86
0.5 0 57 (2013/8/6-10/2) 95, 95 95
0.5 IR 86 (2013/7/8-10/2) 73, 70 72
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 IR 71 (2013/7/23-10/2) 89, 86 88
0.5 0 57 (2013/8/6-10/2) 101, 87 94
0.5 I 86 (2013/7/8-10/2) 95, 77 86




Aoy UEXCD (ZVv 7=/ Aay)

-1, <A AT R L

x10 2
1.05

0.95+
0.9+
0.854
0.8
0.75+
0.7
0.65+
0.6
0.554
0.5+
0.45+
0.4+
0.354
0.3
0.25+
0.2
0.154
0.1+
0.05+

x10 2
1.05

0.95
0.9+
0.85
0.8+
0.75+
0.7+
0.65

0.55

TINT ) P AAL DT AANT ML (—kRAF ) O—fF] (FEE—FR)

+ESI Scan:4 (0.2 min) Frag=50.0V S130603_07.d

488.9

510.8

526.9

506.2

““““ TR AR S TN A AT T TR A NETRTR I \M\Hm”umuH\‘\ H“\MHH‘H\
445 450 455 460 465 470 475 480 485 490 495 500 505 510 515 520 525 530 535
Counts (%) vs. Mass-to-Charge (m/z)

TINT =) AaryDTaF T FAFy AT M L4
(FVI—HY—AF> ; m/z=488.9, IEE— )

+ESI Product lon:2 (0.2 min) Frag=50.0V CID@20.0 (488.9 -> **) S130603_46.d
157.9

141.0

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
Counts (%) vs. Mass-to-Charge (m/z)




Aoy UEXCD (ZVv 7=/ Aay)

fX-2. BRADOZ a~< 75 A5 (REHF)

FEAESL 0.005 ng HEAE R 0.00025 ng EiRy A
5 uL/10 mL/0.05 g
x10 2 |+ MRM (488.9 -> 157.9) S130809_CF39.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF42.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF04.d
2.3 2.3 2.3
2.2 2.2+ 2.2
2.1 . 2.1 2.1
2+ 2 2
1.9 1.94 1.9
1.8+ 1.8+ 1.8+
1.74 1.7+ 1.7+
1.6 1.6 1.6
1.5 1.54 1.5
1.4 1.4 1.4
1.34 1.34 1.3+
1.2 1.2+ 1.2+
1.14 1.1+ 1.1+
14 14 14
0.9 0.9 0.9
0.8 0.8 0.8
0.7 0.7 l 0.7
0.6 0.6 0.6 l
0.5 0.5 * 0.5
0.4 - . L 0.4 o »_ﬂ_, 0.4 ]
12 3 4 5 6 71 12 3 4 5 6 7 12 3 4 5 6 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
=i 3 [ELEE 7 Atk iR 3 [EILEE 14 A% EiR 3 [EALEE 21 A%
5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g
x10 2 |+ MRM (488.9 -> 157.9) S130809_CF17.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF15.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF13.d
2.3 2.3 2.3
2.2 2.2 2.2
2.1 2.1 2.1
2+ 2+ 24
1.9 1.94 1.9
1.8+ 1.8+ 1.8+
1.74 1.7+ 1.7+
1.6 1.6 1.6
1.5 1.54 1.5
1.4 1.4 1.4
1.34 1.34 1.3+
1.2 1.2+ 1.2+
1.14 1.14 1.1
1 1 1
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

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

10

Counts vs. Acquisition Time (min)



Aoy UEXCD (ZVv 7=/ Aay)

fR-3. REDI v+ 775 (REH)

FEAESL 0.005 ng HEAE R 0.00025 ng EiRy A
5 uL/10 mL/0.05 g

x10 2 |+ MRM (488.9 -> 157.9) S130809_CF39.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF42.d x10 2 |+ MRM (488.9 -> 157.9) S130809_CF24.d
2.3 2.3 2.3
2.2 2.2+ 2.2
2.1 . 2.1 2.1
2+ 2 2
1.9 1.94 1.9
1.8+ 1.8+ 1.8+
1.74 1.7+ 1.7+
1.6 1.6 1.6
1.5 1.5 1.5
1.4 1.4 1.4
1.3 1.3 1.3
1.2 1.2 1.2
1.1 1.1 1.1
14 14 14
0.9 0.9 0.9
0.8 0.8 0.8
0.7+ 0.7+ l 0.7+

0.6 0.6 0.6 l
0.5 0.5 * 0.5
04 _ o J | 0.4-| L ] 0.4

12 3 4 5 6 71 12 3 4 5 6 7 12 3 4 5 6 7

Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
=i 3 [ELEE 7 Atk iR 3 [EILEE 14 A% EiR 3 [EALEE 21 A%

5 uL/10 mL/0.05 g

x10 2

2.3
22
214

2,
1.94
1.84
1.74
1.6
1.5
1.44
1.34
1.24
1.14

14
0.9
0.8
0.7
0.6
0.5
0.4

5 uL/10 mL/0.05 g

5uL/10 mL/0.05 g

+MRM (488.9 -> 157.9) S130809_CF37.d

x10 2

2.3+
2.2
2.1

1.9
1.8
1.7+
1.6+
1.5
1.4
1.3
1.2
1.1+

0.9+
0.8+
0.7+
0.6+
0.5
0.4+

+ MRM (488.9 -> 157.9) S130809_CF35.d

x10 2

2.3+
2.2
2.1

1.9
1.8
1.7
1.6+
1.5
1.4
1.3
1.2
1.1

0.9+
0.8+
0.7+
0.6
0.5
0.4+

+MRM (488.9 -> 157.9) S130809_CF33.d

1 2 3 4 5 6 7
Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)

11

Counts vs. Acquisition Time (min)



Awy WEHKCD (VA =aF Y —))

BEEEREGIZBITBEH O 7 Vv—T7 - BESH O
RAafFS—

1. DA SRmE

VAT =

b4 (RS)-2-(4-fluorophenyl)-1-(1H-1,2,4-triazol-1-yl)-3-

(trimethylsilyl)propan-2-ol

PANS RE= C14H0FN;0Si

TR 293.4

& E

T
c_ Si(CHy)s
{F;Hz CH»
_N
%;E

PR ERER T

21 118.5~120.5°C

RRE 5.4 x 10> mPa (25°C)
SrBeAREL log Pow = 3.2

ViR 7K 57.5 mg/L (20°C)

H  #iL : The e-Pesticide Manual 15th Edition. ver. 5.0

2. BEYEM KR URAER
AT VRN A 99.2% (RS TR0
T h=bRU, AF = BRI EEGER (FOLHiSE TR
AL )=/ LC-MS i (Reilise T
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) CF§ 8 L 7= /K
T mdiEis s v~ N7 77 0 —H (FotHlidE T8
Cig X =77 X : InertSep C18-C, 1 g/6 mL (¥ —= /LA = A i)
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B & OES
CEARANY

s

s T @
L

P

Awy WEHKCD (VA =aF Y —))

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
T T h T A BRI —7 R45

K O¥a R 27— BLIXER-5Plus

Wk~ 7o 7 HEGHH Y AT A (LC-MS/MS)

T A GRS E

U 4 — & —X 2695 HPLC
7 4 —# — A Quattro micro
¥ 4 —4 — A MassLynx 4.0

4. WK v~ 7T 7 - BEESHE OBRIESRM

VIRV

AR
IR

W T LIRS
AUBHE A& -
PrfpIRFfH] -

4.2. BEHWTET

A A ALk

=W AR
B T A &
P i 77 A JRE

V= AT a sy JIRE

¥y b7V —EE
a—EE

al) Vg VEFE

A Atk

E=H VU TAF

41 mERE I n~ v 757

SunFire C18,3.5 um (7 #— % — X )
W 2.1 mm, £ & 150 mm, KifE 3.5 um
AL )=/ IR 2% EWE (70:25:5, vIvIv)
0.2 mL/min

40°C

10 uL

#J 7.8 min

Tl 7 haRxFL— A FAbkiE (ESD
EE—F

50 L/h (N,)

600 L/h (N,)

350°C

130°C

32kV

20V

20V

(VT a A Ar)

MRM

7Y H—H—A A m/z294.1
a7 v FY  m/z 69.8

13



Anwy AEXCD (A a) Y —)L)

5. BRERRDIERK
YA ATV — L OREREF10.1 mg (10.0 mghH2) Z50mLO A A7 T 22 TREFEL, 7k
~ AZERE L 200 mg/LEEHEUK 2GR LTz, Z OREMEFHE &2 X %/ —v /7K (50:50, v/v)
IR CATIR L 7C0.00025, 0.0005, 0.0025, 0.005%0%0.01 mg/LOAEAERK Z T L=, D
WRD10 uLERTREGMOMRIK 7 o~ 77 7 JHESHFHIEA L, T — X AFREEE %
WTCT ATV = Lo —7 HEZHIEL, MElcERE (ng), #EENCE— 7 HEEZ &> T
AR A ER LT,

6. HTIE
6.1. oHTHEAE
6.1.1. BUEIORIALE

THE LR OEELY &o7o%, HEAMGEHIA ~ ZHHI8HEIL, FLE DX D2
DEIY Hote HIER), TO2MAERELSHTHFEE L, %0 024 A S HT
BhE Lz, 2O RESHHRE DS B, MOLEE2 IV —TH kL= FEY OIIT
WA N E T T = V7 ot HEEE Lo), 28O R o8 HalEHE, B & RZI
DIz, FOOEEE I —TH b L7 G OFLIXHRMA NS E 2T 7 =h v
ToONTRREE LT,

QUVER X GUBHI A~ A HEIC45EI L, A2 %20 Abtiz, O %E RFE5H R
BhE L, 720 O E2 RASHT R & Ui, RESGITAHREHIEE L IF Y —TH kL
oo BASHTHBEHT, BEERBICHT, RRAOLEE I XV —TH kLT,

Bol-RNERL BHEEZHAVCRNRERERIL (%) 2HEE LA,

6.1.2. #IH

B)—Ab L= B ARE OT R FERER0 g =7 7 2 a2ignv &0, 7 hr=KU L
100 mL%& i1 2 T304 fl#z & 5 fhi L7z, it 2 A A 8o 72 Ml (L= cknl A L, 7%
WZ27E F=HFU /50 mLTHW, FERIZAB L, ARZEHHE 77 F= KU/ T200 mL
WCEAL, £02mL GUE0.2 g &) 2B L7z, /B L 72k i2 /K 10 mL & #ns,
40°CLL FOKIBH CIUEIML, 7 b= UL ZREELT,

6.1.3.C;sX =0 T AT L BHEH

Cs=HT7 L7 F=1FU/5 mLEUOVKS mLZNEXRGE F UATBE L7e, RiEOHEHE
WRAEZRMLIE LT2CyI =7 AP F LTz, S IR/ 7' =k U (70:30, v/v) IS mL
ERFL, THOOMBIRE#E TR, &I, K/ 7& b=FVU/ (50:50, v/v) K10 mL
e N L, WA, 40°CLL T ORI CRUERRME L, &E&ITERKE T TR L ¥
ELT,

14



Anwy AEXCD (A a) Y —)L)

6.1.4. BE

PR A A 7 ) —)L /7K (50:50, viv) T8R4 mLICIEME L, MBS U CRIBIK CTAIR L
T2o ZOWHDI10 pLERIRESRIEOWIR 7 o~ N 77 7 E&OHFHIEAL T — 7 g
R, MERIVFT 707 ) ROEELZRD, RN ORBEELZEH LI,

6.2. EERFE(LOQ)K U HIFRAHE(LOD)

E R [RSUH Y & AUBHER I IRV A E RS
(ng) (g) (mL) (nL) (ppm)
0.005 0.2 4 10 0.01

/M R FBHR I & AR EAE TR A
(ng) (g) (mL) (nL) (ppm)
0.0025 0.2 4 10 0.005

HE, BREIVERLE UM

15



Anwy AEXCD (A a) Y —)L)

6.3. [EIXEE
OINTIEMERR D T2, Bkl o By EEALEE R K OVE IR R o SR SR SR AL ER ARL ™ 2 i
T, 0.01 ppm (EEREFAEY), 0.25 ppmZ OS5 ppm#SHIE 2351 2 [FIUGRER % 45 S1E /50T
THM L7, 7ok, HEAABEEURHI2E M L, 2 CEERA AN (<0.01 ppm) THo7e,
[EIN GRS R 2 R AT,
SERR4EIE PR ERIC I T DI L — T DR O 7 8 DB ZE L F S OB & 6 ]
TSER24EEE AR FE G MR SR HEE S O B0 A
6.3.1. RADEIRE

AUk IR [EINEES NS EIEES RSDr
(ppm) (%) (%) (%)
=g 5 93, 92, 83,
84 10.0
78, 74
=gl 0.25 91, 89, 89,
88 3.4
87, 83
=gl 0.01 82, 80, 78,
78 4.7
75, 73

6.3.2. REDELHE

v Iy ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
=y 5 84, 83, 83,
82 2.3
80, 80
IR 0.25 92, 91, 88,
88 3.5
86, 85
IR 0.01 89, 89, 88,
88 1.5
87, 86

16



Anwy AEXCD (A a) Y —)L)

7. FEEEH

[ BT AR IR 2B T DMAEFEOEEOE O FERMICOWT) CEMRIF4H 1A
TERE TS EAR EEE AR LR AR RS ([CEOE, NERBEER AT o7,
EHILYE . 20MIAL A D T LT, KU ELHECE & 0.1 ppmifialEt (7 4V
T4 —ar ba—VREhH &8 L,

7+ VT 4 —ar ha— LB TR R A R,

F72, 20124E10 7 Efi OB WA EEHLERE (MHE ALK L2t ¥ —)
BT HZAaTIIETZL2LTH -1,

71.7 % VT 4 —a v b o — LB s

7.11.8H
ST A fEH L7 [fl S AL
(%) 53 M (ppm)
2013/8/16 KIK 86 <0.01
2013/8/20 I 85 <0.01
2013/9/ 3 =l 81 <0.01
2013/9/ 4 S| 84 <0.01
2013/7/29 ET IR 100 <0.01
2013/7/31 =15 93 <0.01
712.8%E
ST A fEH L7 [fl S S
(%) 53 M (ppm)
2013/8/16 KIK 95 <0.01
2013/8/20 I 92 <0.01
2013/9/ 3 N 72 <0.01
2013/9/ 4 S| 86 <0.01
2013/7/29 ET IR 102 <0.01
2013/7/31 B IR} 93 <0.01

17



Anwy AEXCD (A a) Y —)L)

8. v Y v 7 AR O

~ MU w7 ZRERERIE, £ B O SLERER O B fKIRIR L mLa AR 5 2 2255
L, 40°CLLF DK CRUERM L, EHRK F T2 E L72#%, 0.005 mg/LOME
FRAEAEAR ] mLICIEfE L CRIL L7, <~ Y v 7 2B R 2 R IR T,
8.1RA

~ by 7 R R

e
(%)
KK 99
=5 Al 107
B IR 107
8.2. 1%
B ~ hU v AR
k) 7T
(%)
KK 100
1= N 105
=15 110

18



9. RFLEMRR
BJ— b UTe A BAABEEHI S A 2 — LA IR L, —20°CICHEIRAFE LTz, — &M
TRAFE L7, [ARRIC T L CRIRZ 3R IRAFP OLENMEZ RS LT, TP EMERAER
DR 2 RITTRT,

Awy WEHKCD (VA =aF Y —))

9.1 RADRTFR EERERE R
AN =35 ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 I 28 (2013/7/23-8/20) 91, 91 91
0.5 A 29 (2013/8/6-9/4) 84, 80 82
0.5 el 23 (2013/7/8-31) 86, 84 85
9.2 REDRTFREEREBREFR
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 ok 28 (2013/7/23-8/20) 87, 86 86
0.5 =L 29 (2013/8/6-9/4) 75, 74 74
0.5 I 23 (2013/7/8-31) 88, 87 88

19



Awy WEHKCD (VA =aF Y —))

-1, <A AT R L
VAAF =D AANRYT "V (— kA A V) O—f (IEE—R)

$130610_07 8 (0.311) 3: Scan ES+
1004 2041 1.30e7

%

0 T T T T T T T T T T T T T T T T T T T 1 m/z
250 255 260 265 270 275 280 285 290 295 300 305 310 315 320 325 330 335 340 345 350

VAafF—=pTaL g hAXy AT R LD —4f
(FV hh—Y—AF> ; m/z=294.1, [EE—K)

S130610_15 8 (0.311) 3: Daughters of 294ES+
1004 69.8 2.98e6
%
134.9
0 T T T T T T T T T T T T T 1 m/z
60 80 100 120 140 160 180 200 220 240 260 280 300

20



ft-2. REDZ v+ F7 7 5 (REH)

FEHES 0.1 ng

FEAES 0.005 ng

Awy WEHKCD (VA =aF Y —))

iR LR
10 pL/4A mL/0.2 g

A130730_021 MRM gf 2 Channels ES+ A130730_024 MRM of 2 Channels ES+ A130730_003 MRM of 2 Channels ES+
294.1>69.8 294.1>69.8 294.1>69.8
1007 1.70e5 1007 1.70e5 1007 1.70e5
Yoy %o %o
0 T T T T T 1 Time O T T T T T 1 Time T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
s JLER T B 4 Bk 5 AL 14 B i RLBR 21 H %

10 pL/4 mL/0.2 g

A130730_019 MRM of 2 Channels ES+ A130730_017

10 pL/4 mL/0.2 g

10 pL/4 mL/0.2 g

MRM of 2 Channels ES+ A130730_015

MRM of 2 Channels ES+

294.1>69.8 294.1>69.8 294.1>69.8
1007 1.70e5 1007 1.70e5 1007 1.70e5
% %-| %-|
T T T T T 1 Time O T T T T T 1 Time T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00

21



fR-3. REDI v+ 775 (REH)

FEAESL 0.1 ng

FEAES 0.005 ng

Awy WEHKCD (VA =aF Y —))

iR LR
10 pL/4A mL/0.2 g

A130730_21 MRM of 2 Channels ES+ A130730_24 MRM of 2 Channels ES+ A130730_03 MRM of 2 Channels ES+
294.1>69.8 294.1>69.8 294.1>69.8
1007 1.70e5 1007 1.70e5 1007 1.70e5
Yoy %o %o
0 T T T T T 1 Time O T T T T T T 1 Time O T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
IR 5 [FILEE T A& HiRE 5 AMLEE 14 & iR 5 ESLE 21 A&

10 pL/4 mL/0.2 g

10 pL/4 mL/0.2 g

10 pL/4 mL/0.2 g

A130730_20 MRM of 2 Channels ES+ A130730_18 MRM of 2 Channels ES+ A130730_16 MRM of 2 Channels ES+
294.1>69.8 294.1>69.8 294.1>69.8
1007 1.70e5 1007 1.70e5 1007 1.70e5
% %-| %-|
T T T T T 1 Time O T T T T T 1 Time T T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
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Aoy UEXCD (Zua/Ll7)L7 xay)

BB BIT BEMD I V—F1L - BRESHEHEMNG
Ja) 7N R

1 ST RERmE

JanI7NyXua s

b4 1-[3,5-dichloro-4-(3-chloro-5-trifluoromethyl-2-pyridyloxy)phenyl]-3-

(2,6-difluorobenzoyl)urea

2 RV C20HyCl3FsN;05

SR 540.7

HE a o F

ch{\%—c} NHI{ICII\IH«CCIj
=N F
Cl

116N EREN R

Ak 221.2~223.9°C

AT <1.559 x 10* mPa (20°C)

PANLI log Pow = 5.9

Tt 7K 0.012 mg/L (20°C)

~FH L 0.00639, 7 KX —0 1, TV 467, AKX ) —I)L 2.68,
Lz 6.6, £V FasX)—)L 7, YruaaXRL 20,
TR 559, vrua~xH 2 110 (BLE gL, 20°C)

LEM B o, MUK RIS L CTLE

i i : The e-Pesticide Manual 15th Edition. ver. 5.0

2. BRAEM KR URAER
a7 T Aa AAEHER - HEE 99.0% (Dr. Ehrenstorfer $)
TER=RUL, TRbhy, A% —)b: FREEKRBRA (At TEH)
T R=hUL LC-MS A (Rl T3 H)
7K : PURELAB Flex System(Veolia Water Solutions& Technologies,
Saint Maurice,France) CF5 H L 7= /K
FEER T &= A o Rk (Folali TR0
bAoA A AW =77 A ¢ InertSep SAX, 500 mg/6 mL (¥ — T LA = X )
BiA A 7#a I =% F 2 : Bond Elute SCX, 1 g/6 mL (7 ¥ L hd)
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B & OBES
CEARANY

s

s T @
R

P

ks o< ~777 -

T A GLERAEE

Aoy UEXCD (Zua/Ll7)L7 xay)

A RT7—+ FL K AG245} 8XS2002S
T— T2 K+ FTA FG-60KBM & U'FV-60KA2
T T A BRI —7 R45
K O¥a R 27— BLIXER-5Plus

HESHE Y 27 A (LC-MS/MS)

7L b 1290 HPLC
7 YL~ 6460 Triple Quad LC/MS
7L b MassHunter

4. WK v~ 7T 7 - BEESHE OBRESRM

VIRV

TABER -

PR

H 7 LR
AR AR
RFFIRFA

4.2. BELSHTR

A F oAb

Wiz i T A EE
REAR T A
2T TAYF—ET]
V= AT ARE
VAT A
A F L HBNEE

7T TR A —EE

a2 Ta B

A A ARTE

F=EF VT F

41 mERE I n~ v 757

ZORBAX Eclipse Plus C18 (7L > b))
NEE 2.1 mm, £ 100 mm, FifE 1.8 pm
S5mmol/L il 7 v E= L,/ T r=FrU /L
65:35 (2 min)— (4 min)— 10:90 — (2 min) —5:95
0.3 mL/min

40°C

SuL

#J 7.1 min

L7 hrATL— A A Ak (ESD
HAE—R
300°C
5 L/min
45 psi
400°C
11 L/min
3500 V
50V
2V
(VT arHTAN,)
MRM
TV =Y —AF> m/z539.9
Tuax g " Ar m/z519.9

24



Aoy UEXCD (Zua/Ll7)L7 xay)

5. REMDIER

a7 )VT Ae s OFERER10.1 mg (10.0 mghH4) 250 mLO A A7 7 A 3| TFERE L,
AL ) — VTR L T200 mg/LARAE UK 2 f S L7z, Z OfFHERGRZ 7 & F = UL, /K
(50:50, v/v) IR CAR L C0.000025, 0.00005, 0.00025, 0.0005}% 0%0.001 mg/LDOAEAEYR
a7z, ZOWKOS WL TR OMRIK 7 v~ s 275 7 « BESHEFHIEAL,
F—F B EZ N TZ B L7 LT Aa O — 7 mEARE L, B EE (ng), it
o v — 7 EiA & > THRERAZER LT,

6. HTIE
6.1. DHTHEAE
6.1.1. BUEIORIAE

THE LR OEELY &o7o%, HEAMGEHIA ~ ZHHI8HEIL, FEh DX D2
DOEIY Hbte @HIER), oA RELSITHFEE L, 7% 024 RASHT A
B Uiz, 2O RESTHRED OB, MOLEE2 I —TH kL= FEY OIIT
WINBINRE R T T =7 e Lio), 28O RRW o8 AL, B & REZI
DT, FOOEEE I —TH b L7 G OFLIXHRMAN M E T 7 =h )L
TN RREE L),

QVER X GBHI A~ A2 HEIC40EI L, A2 %20 Abti-, O %E I R
BhE L, 550 Oz RASHT R L Uic, RESITHEEHIEEZ I —TH—fkL
oo BASHTHREHT, BEERBICHT, RRAOLEE I XV —TH kLT,

Bol-RNERL BHEEZHAVCRNRERERIL (%) 28 LA,

6.1.2. HhiH

B —Ab U7 R RRRB TR 5820 g2 =A 7 7 A 2l &0, 78 F 100 mL%&
Mz T304 MIR E D Lz, itz A& o 72l iR clsl A L, EiEx 7 &
k50 mLTHEWY, FIERIZAIH LT, AEAHET & F o T200mLIZESR L, £ D0.5 mL
(FEF0.05 gl &) Z0HL L, 40°CLL FOKISH CTIRUEEM L, &EZITERLI F TR
AR R LTz,

6.13. BA ALV KHI =N T AROBA FT VI =0 T LOERED T LT X HHEH

Bad AR =T D ROGA AR I =D T 2T b=h VL5 mLEF F L
RALER U7z, BaA AU M =0 T DB A AV =7 T L0 TSR L, BiEOE
WWa7 % h=FU ASmLIZIEM L CHEFED 7 AMZB LR F LT, &6I7' =K
JV15 mLZEE F L, B ZEYD, 40°CLL N ORI CTRUEIRME L, &EITERKE
TR AR E LT,

25



Aoy UEXCD (Zua/Ll7)L7 xay)

6.1.4. EE

BEWMAE T2 h= KUK (50:50, v/v) JRIEI0 mLIZEEME L, MBS U TRIER T
BN LT, ZOWIROS ULz iRESRFOWwK 7 v~ 77 7 « BE&OHTFHCEAL TE—
JEEAERD, MERLV 7oL T Xn 0@ ELERD, BT OREIEE A L
77

6.2. EEREFELOQ) K UM HiFRFRE(LOD)

TE B RS Y AR B B SV IR ENE TE B PR
(ng) (8) (mL) (nL) (ppm)
0.00025 0.05 10 5 0.01
/Mg R B R VSR AR fe TR
(ng) (8) (mL) (nL) (ppm)
0.000125 0.05 10 5 0.005

A, REZVTRGE U

26



6.3. EXR

Aoy UEXCD (Zua/Ll7)L7 xay)

SINTEHERR D T2, AR P AL ERERL R OVET IR} 0D S SR AL BRERL T A U

T, 0.01 ppm (EEFREFAEY), 0.25 ppmZ S ppm#SHEE 2 I3 1 5 [FIUL

AR & 45 S AT

THEME L7z, i, BARRUEHI2E T L, & TERERAARN (<0.01 ppm) TH -7,

i}l

ABRG R 2 KA

SRR BEEREERT IS B VEM D Z N — T ORET D 72 D RERF AL B OB %

TSERRQAEIE AR E S A (R 2 O RUR &

6.3.1. B DEIYR
v WINE B EIESS SER RV R RSDr
(ppm) (%) (%) (%)
= 5 94, 92, 92,
90 4.5
86, 85
= 0.25 94, 90, 88,
88 5.8
88, 80
= 0.01 93, 89, 86,
83 11.6
74, 71,
6.3.2. REDMEILE
Faw sl VAN =35 ENEs S [ANIY R RSDr
(ppm) (%) (%) (%)
IR 5 105, 98, 98,
96 6.4
92, 89
IR 0.25 94, 94, 93,
93 0.9
93, 92
B I 0.01 106, 102, 98,
98 6.6
93, 90
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Aoy UEXCD (Zua/Ll7)L7 xay)

7. FEEEH

[ BT A RN 2 T DA FEOEEOE O FERMICOWT) CERIF4H 1A
TR TS EAR EEE AR LR RS ([CEOE, NERBEE AT o7,
EHILYE . 20MIAE A D T LIS, B URKROELFEE & 0.1 ppmifialEt (7 4V
T4 —ar ba—VilEh &8 L,

7+ VT 4 —ar ha— LB TR A R,

F72, 20124E10 7 Efii OB ARSI ERE (MHEARREh Lt ¥ —)
BT HZAaTIZETZL2LTH -1,

71.7 % VT 4 —a v b o — L3RR

7.11.8H
ST A fEH L7 [fl S AL
(%) 53 M (ppm)
2013/ 8/19 KIK 84 <0.01
2013/ 9/ 9 A 73 <0.01
2013/ 8/ 1 IR 84 <0.01
2013/10/ 2 =y 83 <0.01
712.8%
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/ 8/19 I 77 <0.01
2013/ 9/ 9 N 78 <0.01
2013/ 8/ 1 =y 83 <0.01
2013/10/ 2 B I 80 <0.01
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Aoy UEXCD (Zua/Ll7)L7 xay)

8. v Y v 7 AR O

~ MU w7 ZRERERRIE, £ [ O SLERER O BRIl mLa AR 5 2 2255
L, 40°CLLF o/Kin g THRUERME L, R F ChRIEA R E L7121, 0.0005 mg/LO &
FRAEAER ] mLICIEME L CRIL L7, <~ Y v 7 2B R 2 R IR T,
8.1RA

~ by 7 ZGR

e
(%)
KK 100
=5 Al 104
B IR 107
82.R=%E
) ~ hU w7 REhER
k) 7T
(%)
KK 100
1= N 92
=15 115

29



Aoy UEXCD (Zua/Ll7)L7 xay)

9. REFREMRBR

Bt Ul KPR BN 7 o L 7 LT R U ERINL, —20°CICHERirE L. — &
HRMRAE L7288, [FRRICHOMT L ClRINRZ KD, IRFETOLEMN MR LT, RELEM

B OFERERITRT,
9.1 RADOREREMERBE R
TN B ‘ PRA7 1 ] EIES MBS EIIE
[F] 555 44
(ppm) () (%) (%)
0.5 IR 71 (2013/7/23-10/2) 78, 76 77
0.5 0 57 (2013/8/6-10/2) 87, 73 80
0.5 IR 86 (2013/7/8-10/2) 70, 70 70
902 BREDRFREERBRER
IR EE ‘ P17 1] ] EES NS EIES
[F 555 44
(ppm) () (%) (%)
0.5 KR 71 (2013/7/23-10/2) 82, 80 81
0.5 0 57 (2013/8/6-10/2) 93, 81 87
0.5 IR 86 (2013/7/8-10/2) 83, 74 78
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Aoy UEXCD (Zua/Ll7)L7 xay)

-1, <A AT R L
TN TNT Ay DT AARYT N (—IkAFY) O—fF] (BE—R)

x10 2 |-ESI Scan:2 (0.2 min) Frag=50.0V S130603_32.d
1.05+

539.9

0.95+
0.9+
0.854
0.8
0.754
0.7+
0.65+
0.6
0.55+
0.5+
0.45+
0.4
0.354
0.3
0.254
0.2

0.15-

519.8

0.1+ ‘ 575.8
| ‘ | ‘ L

0.05 ‘ ‘
Nl ‘\H R ‘ [

0, PR B
500 505 510 515 520 525 530 535 540 545 550 555 560 565 570 575 580 585
Counts (%) vs. Mass-to-Charge (m/z)

Ta)LINT AL DTaR T NAX L AT R LO—4
(FV h—H—AF > ; m/z=539.9, AF—F)

x10 2 |-ESI Product lon:4 (0.2 min) Frag=50.0V CID@2.0 (539.9 -> **) S130603_40.d
1.05+

519.9

0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05
0 | \ el | ; I I il
75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525
Counts (%) vs. Mass-to-Charge (m/z)

357.0

31



Aoy UEXCD (Zua/Ll7)L7 xay)

fX-2. BRADOZ a~< 75 A5 (REHF)

FEAESL 0.005 ng HEAE R 0.00025 ng EiRy A
5 uL/10 mL/0.05 g
x10 2 |- MRM (539.9 -> 519.9) S130809_CF39.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF42.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF04.d
3.4 3.4 3.4
3.2 3.2 3.2
34 . 34 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4 2.4 24
2.2 2.2 2.2
2 2 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
1 1 1
0.8 0.8 J, 0.8 l
0.6 0.6 . 0.6
0.4 0.4 A 0.4
12 3 4 5 6 7 12 3 4 5 6 71 12 3 4 5 6 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
=i 3 [ELEE 7 Atk iR 3 [EILEE 14 A% EiR 3 [EALEE 21 A%
5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g
x10 2 |- MRM (539.9 -> 519.9) S130809_CF17.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF15.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF13.d
3.4 3.4 3.4
3.2 3.2 3.2
3 3 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4+ 2.4+ 2.4+
2.2 2.2 2.2
2 2 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+
1 1 1
0.8 0.8 0.8
0.6 l 0.6 l 0.6 \L
0.4 0.4 0.4

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aoy UEXCD (Zua/Ll7)L7 xay)

fR-3. REDI v+ b7 5 (REH)

FEAESL 0.005 ng HEAE R 0.00025 ng EiRy A
5 uL/10 mL/0.05 g
x10 2 |- MRM (539.9 -> 519.9) S130809_CF39.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF42.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF24.d
3.4 3.4 3.4
3.2 3.2 3.2
34 . 34 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4 2.4 24
2.2 2.2 2.2
2 2 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
1 1 1
0.8+ 0.8+ \l/ 0.8+ \L
0.6 l 0.6 * 0.6
0.4 0.4 A 0.4
12 3 4 5 6 7 12 3 4 5 6 71 12 3 4 5 6 7
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
=i 3 [ELEE 7 Atk iR 3 [EILEE 14 A% EiR 3 [EALEE 21 A%
5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g 5 uL/10 mL/0.05 g
x10 2 |- MRM (539.9 -> 519.9) S130809_CF37.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF35.d x10 2 |- MRM (539.9 -> 519.9) S130809_CF33.d
3.4 3.4 3.4
3.2 3.2 3.2
3 3 34
2.8 2.8 2.8
2.6 2.6 2.6
2.4+ 2.4+ 2.4+
2.2 2.2 2.2
2 2 24
1.8+ 1.8+ 1.8+
1.6 1.6 1.6
1.4 1.4+ 1.4+
1.2 \l/ 1.2+ \l/ 1.2+ \L
14 * 14 * 14 *
0.8+ 0.8+ 0.8+
0.6 0.6 0.6
0.4 0.4 0.4
12 3 4 5 6 7 1 2 3 4 5 6 1 12 3 4 5 6 7

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aoy JEXCD (

AR R4,

1B 5 5)

BIBGFITBIT 21D 7 — 71t - BREBITTHHO
HWEERES, 1EYWEER

LB EES
et AU Rl THER RTHWER KEE REEOTY  HEH (%) R OES
B A% (kg/fE) (kg/fi#) (kg) (kg) REA R (mm)
Ik 0 — 1.69 1.76 16.9 10.9 93 7 2.0
CD 7 1.74 8.72 93 7 2.0
CD 14 1.77 8.84 93 7 1.7
CD 21 1.84 9.20 94 6 1.8
¥ 937 S 1.9
g 0 — 1.48 1.49 14.8 10.4 89 11 2.1
CD 7 1.49 8.92 90 10 2.1
CD 14 1.49 8.92 88 12 1.9
CD 21 1.49 8.94 90 10 2.3
¥ 89:11 S 2.1
B IR} 0 - 1.75 1.93 21.0 14.2 89 11 2.0
CD 7 1.90 11.4 89 11 2.1
CD 14 2.07 12.4 92 8 1.8
CD 21 1.98 11.9 92 8 1.9
%) 91:9 2.0
3 TGO & 3FGOREROIFLY
1.73 kg/{#l 11.8 kg
CD: Z)V7x /)7 Amay, Zua)L7 )7 Xa X3mnKLE

A A — LS5 ESLER
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Ao SLEXCD GUBHEREES, (FYEH)

21EHEE
213K

AR HEALER PRI ALBRT H %

KL ALPE14 A% RYE ALE21H &
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Ao SLEXCD GUBHEREES, (FYEH)

g R mA ALET A%

EE WLER14H % = ALE21 Bt
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Ao SLEXCD GUBHEREES, (FYEH)

Bl SEALEE IR ALEET A%

HiR 140 % HIR ALER21H %
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