(100mL/4uL/1g)

+ MRM (384.1->197.1) 201211_27.d
x10 3 |

Counts

44
3.754
3.5
3.25+
34
2.75+
2.5+
2.25
24
1.75+
1.5
1.25+

14 Name=Tolfenpyrad
0.75 Calc. Conc.=0.0087
0.5 RT=6.201

0.254
0

55 6 6.5 7

Acquisition Time (min)

JKFA] 1 B

4-4.

(20mL/4pL/1g)

+MRM (384.1->197.1) 210106_18.d
x10 3 |

Counts

44
3.75+
3.5+
3.25+
3
2.75+
2.5+
2.25+
24
1.75+
1.5+
1.25
14

0.75+
0.5+

0.25+

0

55 6 65 7
Acquisition Time (min)

X 5.

PR R A LA

(20mL/4pL/1g)

+MRM (384.1 > 197.1) 201209_16.d

£ x103 |

3

o 44
3.75
3.5
3.254

34 Name=Tolfenpyrad
2.75- Calc. Conc.=0.0308
25 RT=6.209
2.254
2,
1.754
1.5
1.254
1 -
0.75-
0.5+
0.25-
0

55 6 6.5 7

Acquisition Time (min)

KFnAl 3 B

(20mL/4pL/1g)

+MRM (384.1 -> 197.1) 210106_11.d
£ x103 |
3
o 44
3.75-
3.5
3.25-
34
2.75+
2.5

2.25-
2 Name=Tolfenpyrad
b Calc. Conc.=0.0204
1.754 RT=6.185
1.54
1.25-
1 4
0.754
0.5
0.254

0-

55 6 65 7
Acquisition Time (min)

0.1mg/kg ¥RNIE] X

HWorsa~ N7 T A

-360-

(20mL/4puL/1g)

+MRM (384.1 -> 197.1) 201209_18.d
x10 3 |

Counts

4,
3.75
3.5
3.254
3,
2.754
2.5+
2.254
2,
1.754
1.5+
1.257 Name=Tolfenpyrad

14 Calc. Conc.=0.0089
0.754 RT=6.207

0.5+
0.25+

0 T T T T
5.5 6 6.5 7
Acquisition Time (min)

KFnAl 7 A%

HHEPG = It 7 a~< K75 A

(200mL/4pL/1g)

+ MRM (384.1->197.1) 210106_9.d
x10 3 |

Counts

4
3.75+
3.54
3.25-
3,
2.754
2.54
2.254
2,
1.757 Name=Tolfenpyrad
1.5+ Calc. Conc.=0.0153

1.25 RT=6.188
14
0.75-
0.5+
0.25-
0

55 6 65 7
Acquisition Time (min)
1.0mg/kg ¥sI0
6. PRAFZEE MERE
Drwu~ 7T A



@ —h7xzr7Tav 7 A

1. Wkt mE
T T2 Tuay A
b E

CH,4

|

C,H;0 —C—CH

wo e n g
YO

{b“%4 : 2- (4-ethoxyphenyl) -2-methylpropyl 3-phenoxybenzyl ether

b3 1 CasH2s03

571 & : 376.5

PERR R, ENCEER

Al 37.4%0.1°C

FRAJE ¢ 8.13x10° 7 Pa (25°CHHifE)

F B =K EARE 0 log Pow=6.9 (20°C)

WRFEVE © K 22.5g/L, ~FH v 667g/L, hLx 862¢g/L, Yr/uruaAH
924 g/L, 7 b 877¢g/L, A% /—/ 49 g/L (LLE 20°C)

LEME B ZE S KGRV ;1 4EBL E (pHS, pH 7, pH9, 25°C)
KA O 4.7 B GRER, 25°C) , 7.9 B (BHRK, 25°C)

High o IRV KT w7 2016 4RI

2. FEYES N OV
T hT7 o7 ay 7 AEREN R 99.0% (8 7 A L AFEHiSEER)
T by, ~FHr, FFETFIL, Do Fm—T )b G E R A
(B 1)
A K ) —)L  LC-MS A (BB b5 5)
AL MU oA REfR (B R EFH)
Imol/L B 7 & =v & : @Rk v~ N (B R L7
Xl Rtk (B AL H)
K:E =27 74 F PRA-0015-0V] (A B H) kO a—Y v ZIL (AT )
f) TR LK
ZAMETr A Y 7+ T A : InertSep K-solute SmL & (¥ — = /L3 14 = 2 H)
7wa YY)V =47 L : Sep-Pak FL plus long cartridge 910mg (waters )
TEAK : No.SA  (Hil (L S VERT HY)
W7 AREAETEAL © GFP (Fd 1L B /e pr )

3. ME K OB AR
7 KT :XSR205, XS40028, PG2002 (Ah7—+ LRI, S-BOX WP (34 )
%Y —: 74V F —h DLC-NXI2 (/A F —hfl)
LM EL-01 (A¥ Y ~/7 M)
PR i At - R-134 (S8 B g dl L2 8
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Rk~ ro7 /20T DUE 8455 B dH(LC-MS/MS) :
Agilent 6410 Triple Quad LC-MS(7 ¥ L > bk« 77/ m v —iil)
FT— XMWY 7 b7 =7 : MassHunter (7L >k« 77/ y—il)

4. I E B O BAE S A
4.1. Gk v~ N7 T 7 OBAEEMN
%17 A : Atlantis T3 (waters $4)
£ 2.1mm, £ & 150mm, K 3um
WHEWR : AT AmM FEER T VE =7 A EH 1% X B KIEK
BiR A%/ —n
(Vo v —7))
e (43) AR (%) B (%)

3 5 95
9.5 5 95
10.5 30 70

Ji & : 0.3uL/min
717 LREE : 40°C
HEA®E 4l
PRFFRER - 59 7.7 4

4.2. BEIHTH OBIESM
AFMpE = vy ba A7 L—A A kiE (ESI), EE—F
JI VA 855 77 A it & : 10L/min
i VR W 7 A IR 300°C
X7 T A ¥ — : 30psi
Xy b7 YU —%EMFE: 3kV
a— FEE 50V
2 U Vg UEE 20V
A F i E © MRM &
TV TAF T =Y —AF 2 ; m/z 3943
a7 A4 m/lz 359.2

5. B AR O VERL

T hT7 =7 uy 7 AR 202mg ZFERET B R THEML, 20mL ERX & L
1000mg/L BEHEJFR 2B L7z, ZOJRiE%E 78 b2 THR L T 40mg/L HEER K %
L, SHICZOERERKE A X/ — /L TIERAR L T 0.00025, 0.0005, 0.001,
0.005 % TN 0.0lmg/L DAEMERIRZRB L 7=, ZORREZILEEOREKs a~ v 7
77/ 8T MRS HFHICEAL, T AAHEELEHANCZ N 2T Ry
JADY— 7 EiEAZNE L, BEICER (ng), Ml — 2 miEL &> THREREY
ERE L 72,
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6. M ERAE

6.1. F LD Fiy LB

REHT, BLOF EHBWE (20°CHE) ITRE L, OEMCIIFY—2Hn
BEEBERY (LT,

6.2. flH

PEYg— b U723 20g 21X 0, T b2 100mL ZIZIEE H>HEE AW
30 R & D Uiz, i 2 80K & 4 7 2 S METE K 2 B0 72 A 1L = T Bl A
W L72%, REEZ 7' M 50mL THWRERIZAB LT, AiREEbE, 7k M
T200mL IZER L7, 2@ 10mL GRE 1g Y &) ZHD, 40°CLL T O KB H T
ERME LT a2 E LT,

6.3. ZHMET A Y VLD T AL DR

IRMERIZ K 2N 2K 4g ICFiHEM%, WAL N v 2% 05g MRV IEE, 20
WEZAMET A YU+ T 2 F LS okiE#%, FEig—F /L 20mL THBN%E
EWiAZ, 7 JZH T Lic, & 612, Fifg—F /L 20mL CRKOEFEZEV KL,
B HEE GOV ERK E Lic, WK% 40°CLL T oK CRUERME L, &
BIIEEKH T CHEBEEZRELE,

6.4, 7TV =hT ALK DR

7 U TNANI =BT AT SmL 2 T LATAEEZ LT, BEWME ~F
SmL CTHMEL I =07 AHIZH T L, MERIEE T, ’RIZ, ~FH 2 5mL TE=RHN
BEYVGART T AT F L, WMHRIZE TR, kiZ, Y2 Frz—T)L / ~FH
(50:50, v/v) 10mL THE#MNZE VAL I =BT A TFL, = h7=rTavs
A&V LTz, WK% 40°CLL T O K CHRUERAM L, RZITEFRXIE T CHLE
PREELT-,

6.5. &

B EEREOA S ) — VTR L, iRk rsra~ N5 7 /%0 F A
MEE&SHFHCEALTE—27mHEEZ RS, MEMRLIV DN 72Ty 7 ADE
ROTHEPOEREREZHR T L,

i oy
i

7. EERAE (LOQ) K Uk IR AfE (LOD)

ERMBAMAYE REHERE B VR IR EN A JE R AR
(ng) (2) (mL) (nL) (mg/kg)
0.002 1 20 4 0.01

e /DR A ARHER B & B VR IR ENG Y e H BR S
(ng) (2) (mL) (nL) (mg/kg)
0.001 1 20 4 0.005
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8. AUV K

YW IETERR O 728, B REBL 7K 3K 0 BEALEE 3L 2 F VL C, E B RR AU Y (0.01mg/kg)
KOV Img/kg WMNPEFEZ B 2 BIUGRER 2 5 8T TR L 72, IR O & H 5
%i—{‘g‘o

o SN = LS 2R
St RN [F] O = NASIEES RSDr
(mg/kg) (%) (%)
1. 83, 81, 80, 77, 70
A 0 78 7
Ik 0.01 120, 120, 110, 110, 100 112 8

9. BB BTG A

o ) o o7 M1 (mg/kg)
RBHRILE T RIBAK
2L #I K Fn il
e <0.01
WO 1A % 0.21 0.21
H AR B 7K Sk
WO 3 A % 0.10 0.10
WO 7 B % 0.02 0.02
e <0.01
B A1 H 1% 0.19 0.24
AR = 0
WO 3 A % 0.09 0.14
WA 7 A % 0.03 0.04
e <0.01
WO 1A % 0.18 0.25
A B B I
WA 3 H % 0.15 0.17
oA 7 B % 0.05 0.07

AR XRURE D 43 AT 13 1 38 T S i

10. K & B

(B AREMREICBITI2MEFOEBOFEIO EMIZ OV T (EEK 9 F 4
A1 B OHERSE 117 5REARAEHEREMRERE®EN) ([CEOX, NERE
BH AT,

WHAYE . KRGO EZERE I ERELEERBREZITO 221, & 1 KD
MMHERE K N b7 =7 ey 7 A 0.lmgkg WNEAE (7 V74— b
— VB ZoNT Lz, TORE, TRICRTILIICHBEEIRD 25T,

X 2019 A 6 HERO R MEERKEZIEHAE (—RIVYEEARLREL L2
VH—=) BT ARERIZIBRETH T,
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AT H EIREES 9 L P OB L7 o 52 3
(fi B) (%) D 4y HrfE 48 L P RO
(mg/kg)

2020/12/21 82 <0.01 ERTN Y/ $ ERTN %/ $
12/22 78 <0.01 H A 5 = 0 H A 5 = 0
12/23 87 <0.01 H Ha B = IR H Ha B = IR

2021/ 1/ 6 79 <0.01 ERAFE H B e i

PRAF 2 E MR

11. PR A7 22 T8 M e 78

PEREY] — A U7z MALBEER (ARERSRIR) = v 2T my 7 ZAZRML, @
WG T (-20°CEXE) ICHASE R LTc, —EMMAFE L%, FERIZOH L CEIE
RS, BRETOLENEHR LT, RELEMOKREE2RT,

WINE 15 H#1 EIREEs NS SIE e
(mg/kg) (H) %) (%)
82(2020/10/16—
1.0 79, 77 78
2021/1/6)

TR ERT A S BAERE AN 66 A M, AAEBG &1 46 B, HAEBL =K 39 HH
12. ZE IR
Krua< b T7 50 —flERT,
K1. =h7xzr7ury 7 ABEELOIa~ N7 T A
M2 EEERETS s~ 7T L
X 3. FEDO7 v~ k7T L
B 4-1. WAoo s e~ 77 A
4-2. AHERERWGAEIO 7 v~ 7T A
4-3. ARERIm et 7 v~ 7T A
4-4. AP EIRHAE O v~ N7 T A
X5 NEHBEEHROIa~ 7T A
B 6. trfFLZEMERABD I 0~ 7T L
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(—/4pL/—) (—/4pL/—)

+ MRM (394.3 -> 359.2) 201224 _6.d + MRM (394.3 -> 359.2) 201224_20.d
g x10 24 % x10 24
3 9- 8 94
© g5 8.5
8- 84
Name=Etofenprox 7.5
7.5 Calc. Conc.=0.0402
7 RT=7.701 71
6.5- 6.51
6- 6+
5.5 5.54
5 54
4.5 4.5+
4 4+
3.5 3.5
3 3
2.5 2.5+
2+ 2
1.5 1.5 Name=Etofenprox
14 14 Calc. Conc.=0.0022
054 0.5 RT=7.704
0 | | | | 0 | | | |
7 7.5 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min)
EEHE L 0.04ng FEYE§L 0.002ng

M1l = h7=r7uy 7 ZEELHO 7 0~ 7T A

(20mL/4pL/—) (20mL/4pL/1g) (200mL/4pL/1g)
+ MRM (394.3 -> 359.2) 201030_16.d + MRM (394.3 -> 359.2) 201030_22.d + MRM (394.3 -> 359.2) 201030_24.d
£ x10 2 £ x10 2| £ x10 2
3 o 3 o 3 9
© g5 © g5 © g5
8- 8 8
7.5 7.5 7.5
74 7 7
6.5 6.5 6.5+
6 6 6+
5.5 5.5 5.5+
54 5+ 5
4.5 4.5 4.5 Name=Etofenprox
4 4 4 Calc. Conc.=0.0166
3.5 3.5+ 3.5+ RT=7.690
34 34 34
2.5+ 2.5+ 254
2 24 2
1.5 1.5 Name=Etofenprox 1.57
1| 1 Calc. Conc.=0.0021 1+
0.5 0.5 RT=7.686 054
0 0 0
7 75 8 85 7 75 8 85 7 75 8 85
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
0.01mg/kg #AN[ENIY 1.0mg/kg #ANEYL
2. EE{ERAKT T s 3. mERO 7 v~ b7 T L

DR/ =Bl NV VN
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(20mL/4pL/1g) (20mL/4pL/1g) (20mL/4pL/1g)

+ MRM (394.3 -> 359.2) 201224 _8.d + MRM (394.3 -> 359.2) 201224 _24.d + MRM (394.3 -> 359.2) 201224_40.d
2 510 24 g x10 2 ‘2 x10 2
3 o 3 9 2 9
S gsl © 851 © 85
8 8- 8+
751 7.5 7.54
va 74 74
6.5 6.5 6.5+
64 6- 6
5.5 5.5+ 5.54
54 54 5
45 4.5 4.5
4 4 44
3.5 3.5+ 3.59
3 3 39
251 2.5+ 2.5
2 2 2
151 1.54 1.5+
14 14 14
054 0.5 0.5+
0 ; ; ; ; 0 T T T T 0 T T T T
7 7’5 8 8’5 7 7.5 o 8 . 8.§ 7 7.5 o 8 A 8.§
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
A5 7K 5k A5 & s ERANEE
4-1. WAHIARIO 7 v~ B 7T A
(80mL/4pL/1g) (20mL/4pL/1g) (20mL/4pL/1g)
+ MRM (394.3 -> 359.2) 201224_13.d + MRM (394.3 -> 359.2) 201224 _15.d + MRM (394.3 -> 359.2) 201224 _17.d
£ x10 24 £ x10 24 g x10 24
3 94 3 94 5] 9
© g5 © g5 © g5
84 8- 8-
7.5 7.5 7.54
7+ 7 7
6.5 6.5 6.5
6+ 6 61
5.5 5.5 5.54
54 5 5
4.5 4.54 Name=Etofenprox 4.5+
4] 4] Calc. Conc.=0.0207 4]
RT=7.
3.5+ 3.5 698 3.54
31 Name=Etofenprox 3 3
2.5 Calc. Conc.=0.0106 2.5+ 2.5
2 RT=7.700 2+ 2+
151 154 154 Name=Etofenprox
' ' ' Calc. Conc.=0.0037
iy i i RT=7.704
0.5 0.5 0.5+
0 T T T T 0 | | | | 0 | i A | i
7 7.5 8 8.5 7 7.5 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
Al 1 B Al 3 A% LAl 7 A%
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(80mL/4pL/1g) (20mL/4pL/1g) (20mL/4pL/1g)

+ MRM (394.3 -> 359.2) 201224 _14.d + MRM (394.3 -> 359.2) 201224 _16.d + MRM (394.3 -> 359.2) 201224 _18.d
£ x102 £ x10 24 £ x10 24
3 9 3 9+ 3 9+
© 851 © g5 © g5
8 8+ 8-
7.59 7.5 7.5
7+ 74 74
6.5 6.5 6.5
6+ 6 64
5.5+ 5.5+ 5.5+
5 5+ 5
454 4.57 Name=Etofenprox 454
49 4 Calc. Conc.=0.0191 4
3.5 3.5 RT=7.701 3.51
31 Name=Etofenprox 3 3
2.5 Calc. Conc.=0.0104 2.5 2.5+
1 é: R¥=7.702 ] g: 1 g: Name=Etofenprox
: : : Calc. Conc.=0.0040
19 14 19 RT=7.704
0.5 0.5+ 0.5
0 T T T T 0 i | i | 0 T T k\ T
7 7.5 8 8.5 7 7.5 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
AKFnA 1 H#% KFA 3 H 1% KFA 7 H#%
4-2. AAEPIZRMEARI O 7 v~ b 7T L
(80mL/4pL/1g) (20mL/4pL/1g) (20mL/4pL/1g)
+ MRM (394.3 -> 359.2) 201224 _29.d + MRM (394.3 -> 359.2) 201224 _31.d + MRM (394.3 -> 359.2) 201224 _33.d
£ x10 24 £ x10 24 £ x102
3 9 3 o 3 o
© 85 © 851 © 85
8+ 8- 84
7.5 7.5 7.5
74 7 74
6.5 6.5 6.5
64 6 6-
5.5 5.5 5.5
5 54 5
4.5 4.5 4.54
44 4] Name=Etofenprox 44
Ic. Conc.=0.0182
331 357 R 351
3 3 3
25 Name=Etofenprox 251 25
2 Calc. Conc.=0.0096 2] 5] Name=Etofenprox
RT=7.701 Calc. Conc.=0.0068
1.5+ 1.5+ 1.5+ RT=7.705
1] 14 1|
0.5 0.5 0.5 /\x
0 | i i i 0 T T T T 0- | | i |
7 7.5 8 8.5 7 7.5 8 8.5 7 7.5 8 85
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
Al 1 B Al 3 A% LAl 7 A%
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(80mL/4pL/1g) (20mL/4pL/1g) (20mL/4uL/1g)

+ MRM (394.3 -> 359.2) 201224 _30.d + MRM (394.3 -> 359.2) 201224 _32.d + MRM (394.3 -> 359.2) 201224 _34.d
£ x10 2+ £ x10 2+ £ x10 24
3 9 3 9+ 3 9
© g5 © g5 © g5
8 84 84
7.54 7.5+ 7.54
7+ 7 74
6.5 6.5 6.5
6 61 Name=Etofenprox 61
5.5 551 Calc. Conc.=0.0283 5.5
5 51 RT=7.711 54
4.5 4.5 4.5
44 4+ 44
3.5 3.5 3.5
34 Name=Etofenprox 34 34
25 Calc. Conc.=0.0118 254 2.5 Name=Etofenprox
2] RT=7.727 2 2 Calc. Conc.=0.0085
1.57 1.5 154 RT=7.700
1] 14 11
0.5 0.5 0.5
0 T T T T 0 T T T T 0- T T T T
7 75 8 8.5 7 7.5 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
KFAl 1 A% AKFnFl 3 A% KFnAl 7 A%

4-3. HEEmamREO 7 a0~ N7 T A

(80mL/4puL/1g) (20mL/4pL/1g) (20mL/4pL/1g)
+MRM (394.3 -> 359.2) 210106_23.d + MRM (394.3 -> 359.2) 201224_47.d +MRM (394.3 -> 359.2) 201224 _49.d
£ x102 £ x10 24 £ x10 2+
3 9 3 9 3 99
© g5, © 851 © 85
8 84 84
7.59 7.5 7.51
7 7 7
6.5 6.5 6.5
4 51 e oo 006 4
alc. =U.
5.5 5.5 RT=7 700 5.5
5* 5, 57
4.54 45 45
4 4 4
3.5+ 3.5 3.5
31 Name=Etofenprox 3+ 3+
2.51 Calc. Conc.=0.0089 2.5 251 Name=Etofenprox
2 RT=7.715 2] 2] Calc. Conc.=0.0094
154 15 15 RT=7.700
ih 14 1
0.5+ 0.5 0.5+
0 | | | | 0 | | | | 0 | | | |
7 7.5 8 8.5 7 75 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
A 1 BHZ A 3 H% Al 7 H %
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(80mL/4pL/1g) (20mL/4pL/1g) (20mL/4pL/1g)

+ MRM (394.3 -> 359.2) 210106_24.d + MRM (394.3 -> 359.2) 201224 _48.d + MRM (394.3 -> 359.2) 201224_50.d
£ x102 £ x10 2 £ x10 24
3 3 94 =3 9
o 9 Q Q
© g5 © 85 © 851
8- 84 8-
7.54 7.5+ 7.5+
7 7+ 74
Name=Etofenprox
6.5+ 6.5 Calc. Conc.=0.0346 6.5
6- 6 RT=7.707 6
5.5+ 5.5 5.54
54 5 54
4.5 45 4.5+
H Name=Etofenprox 47 47
3.54 =~ 3.5 3.54
3 Calc. Conc.=0.0123 Name=Etofenprox
RT=7.715 37 37
2.5+ : Calc. Conc.=0.0131
X 2.5+ 2.5 RT=7.693
) 2 24
1.54 1.5 1.54
d’ 1 1
.O: 0.5 0.5+
| ! | ! 0 T T T T 0 T T T T
7 7.5 8 8.5 7 7.5 8 8.5 7 7.5 8 8.5
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
AKFA 1 H#% AKFAl 3 H#% AKFAl 7 H#%

X 4-4. AREREWRED 7 m~ 7T 4

(20mL/4pL/1g) (20mL/4pL/1g) (200mL/4pL/1g)
;MRM (394.3 -> 359.2) 210106_18.d + MRM (394.3 -> 359.2) 210106_19.d + MRM (394.3 -> 359.2) 210106_21.d
£ x10 24 £ x102 £ x102
3 9+ 5 1 3 9
o 8.54 8 3 g: o 8.5
8- .8* 8-
7.5 7.5
7 7’37 74
6.5 6.5 6.5+
6+ .6— 6
5.54 55 5.54
5 5 54
4.5 45 4.5+
4 . Name=Etofenprox 44 Name=Etofenprox
35 4+ Calc. Conc.=0.0158 3.5 Calc. Conc.=0.0154
-3’ 3.54 RT=7.714 '3 RT=7.723
i 34 E
2.5+ 254 2.54
2+ 2 2
1.5 l 1.5 1.54
11 14 1
0.5 0.5 0.54
07 T T T T 07 ; ; ; ; 07 | | | |
7 7.5 o 8 . 8.§ 7 7'5 8 8.5 7 7.5 o 8 . 8.5.
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)
e L B 0.1mg/kg #WANENIX 1.0mg/kg #sAN
X 5. N EERO 7 n~ 7 7 A 4 6. PRAF 2 E M Bk

DY/ =gl NE/AL AN
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ORCIET VAT T
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2020410718
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i

/A TS e -
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. 2020710420

KK B 1 A% KA

WA

|
‘ = . 2020710722
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3 — 3. {EBMAHENA
OREE/A=0 A =y,¥

1.

407 56t G L
NV E=Yi%
(4= 3 .
| N
CIQC—CHZ—N
| =N
CH,(CH,),CH,

b4 @ (RS) -2-(4-chlorophenyl)-2-(1H-1,2,4-triazol-1-ylmethyl)hexanenitrile

b2 : CisH17CINy

oy : 288.8

PERR - EA SRR S, FER

s s 71.7°C

ARAJE 1 1.72x10°Pa (25°C)

F o B )=/ IR BLAREL - log Pow = 1.98

WREVE - K 142mg/L (22°C)
A K ) —)L >1000g/L, 7 k> >1000g/L, ¥ 27 v A% >1000g/L,
¥ LY 197.8g/L, n-~FH 2 1.22g/L (L E207C)

LEM B LE, MK R pH5.0, pH7.0, pH9.0 TZLIE,

K SE o fEE P 591 FERT (A 4RK 31°C)

il » B3N R T w7 2016 FE/R

2. e R OB

3.

I a T H = VRERER MU 99.8% (B 7 A L AR LSRR
TRy, NXY U, BT, Vo FAT—T )b R EEG R
(B9 AL )
A K ) —)v : LC-MS I (BEsk58)
WAL N Y A etk (B LT ED)
Imol/L Hifig 7 » E=v A« mdliEk 7 o~ M (B R L)
K:E=27 74 bk PRA-0015-0VL (AW /) RO a—V v 7 ZI0 (A7 7
) CTH®L7ZK
LM A Y 7 £ T A InertSep K-solute SmL & (VY — = /L% 4 = A #l)
7wa YY) =47 L : Sep-Pak FL plus long cartridge 910mg (waters )
777574 MBI —R2I =7 L : Supelclean ENVI-Carb SPE Tube 250mg/6mL
(7~ THKRY v FHl)
JEAL : No.SA (A (L AR T L)
BT AEMETEAR © GFP (il 111 L1 AT )

T K O 2R
HE+ RKFF:XSR205, XS4002S, PG2002 (AhZ7—-hLFl) | S-BOX WP (A& L)
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IFH—: 74—k DLC-NXR (AT F—MY), 7T 4RIy 7 A GM200 (Retche #Y)
PREDBE EL-01 (A¥ v~/ )

VR Al - R-134 (SR R 2 bl L 3E )

WK a~ 757 /25 DRVE By T EHLC-MS/MS) : Xevo TQ-S micro (Waters i)
T —Z ALY 7 "7 =7 :MassLynx (Waters )

4. P ERERR O BB
4.1. ik v~ ~7 7 7 OEESME
71 2 1 ACQUITY UPLC HSS T3 (waters )
£ 2.1mm, £ & 100mm, Ki£E 1.8um
WHEW : AR 2mM BEER 7 > F = 7 A KRR
Bif 2mMEEFRT BT LB H AL ) —ILVIEK
(Vo9 v TF—T7 )
e (43) AR (%) B (%)

0 30 70
3 5 95
9.5 5 95
10.5 30 70

i & : 0.3 mL/min
717 KNRFE : 40°C
HEANE :2ul
PREFFRFR - K0 2.4 %y

4.2. BEIHTH OEBIESM
AFMpE = vy ba A7 L—A A kiE (ESI), EE—F
I — 2 A& : 50 L/h (Ny)
iV W 7 A i & 0 1000L/h (N2)
V—A7nm -y Z7IRE  150°C
Xy &7 U —FEME: 1.0kV
a— VT 22V
2 U Vg UEE 24V
A F i E © MRM &
TV TAF T =Y —A 4 ; m/z 289.15
a7 N4 A2 s m/z 150.97

5. B AR O VERL
R/ a7 H = VRERENL 20.0mg ZREFEE T B TR L, 20mL EZ & L 1000mg/L
EHEFHEZHR L2, ZORKEEZ T b THR LT 40mg/L EERKZFHRLL,
HIZZ ORI 2 A % 7 — /L TIRKR AR L T 0.00125, 0.0025, 0.005, 0.025 &K
0.05mg/L DIFEMEREKRZHKM LIz, ZOWKEAILEFUEORK I v~ N7 o7 7/ Z v
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T LRV BN EHCIEAL, T X AUBEESH NI /e T X = L0 — 7 HEE
HEL, BEEcERE (ng), MECY— 2 HAE & > THREHREZER LT,

6. 7 HT#RAE

6.1. # LD Fi LB

AEHE, ~TeZ2BRELAHE (200CRE) IChE Lz, STERNICI X —% H
WTREEEBERE—{b LT,

6.2. fliH

PEREY)—{b LT3k 20g 213200 &0, 7 h> 100mL 2R E S HEHW
30 IR & D Uiz, i 280K & 7 A EHETERR 2 oo 72 M Ll S T 51 A
L7z, REEZ 78 M 50mL THWRERIZAB LT, AiREEbE, 7k M
T200mL ICER L7z, 2@ 10mL GAEF 1gfHY &) ZHY, 40CLL T DK H T
JEEME LT 2 h 2B E LT,

6.3. 2T A VYT LD T AT DR

IRAEWRIZ K 2N 2K 4g ICFHEL, WAL N U A% 05g MRV IEE, 20
WEZAMET A YU+ H T KW F LS kiE%, Big—F /L 20mL THHN%E
VWAL 7 HICHi T LT, 612, B F )L 20mL CTRIROEIEZ#V KL,
MK EGDOEIR Y EHK E Lic, WK %Z 40°CLL T O KB CRUERM L, &
BITEFERXIM T CIHEBEEREE L,

6.4, 7TV =hT ALK DR

7Y UNI = AT A A~FY Y SmL 23 N LATLEEE LTz, B E~F ¥
SmL CHEMELI= 7 AIZ0 FL, MHKIEHE T, ®RIZ, ~FH 2 SmL THEm=N
ZUPIAZR T T AIZHF L, MERIEE TR, R, Y2 Frz—T) / ~FH
(50:50, v/v) 10mL THZHLNEZFE VAL I =T A T L, MHKEITHETE, K’
W2, 7 by /%P (50:50,v/v) I0mL A2 FL, 707X = LEEHLE,
WK %72 40°CLL N O K CRUERM L, RZEIEFKM FCREZEE L,

65. 7777 A4 M=K I=07 L DER

77774 MI—RUI=2DF KT S5mL, ~FV 2 10mL ZNEXRK T L
AILEE A2 U7, BEWMAE A~V /7T F (80:20,v/v) 10mL THEMEL I =0T A
WP T L7, WIZ, FHREWR 10mL TEBNEZ TR VARG T Lo, REkO#EREL 2 [
BORLITY, EFfHEEADERBIERE Lz, B % 40°CLL T O KIS H CTHRUE
e L, RBITERIM T CHEELHEE L,
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6.6. JE &

WM EEREDOALZ ) =V THEMEL, MR OBREKI v~ 7T 7 /20T A
BEBESHFHIEALTE -7 EHEEZRD, BRIV I Zn 7 = LOHEZ K
D THBH P ORBRE LR L L,

7. EERFUE (LOQ) K URIHIRFE (LOD)

TFEBRAAYE REHRRE B TR IR EAE 7 5 PR S
(ng) (g) (mL) (uL) (mg/kg)
0.005 1 4 2 0.01
He /MR & PUBHER L & B AL VRIR EAE Féx HH R SR
(ng) () (mL) (nL) (mg/kg)
0.0025 1 4 2 0.005
8. [AY %

OYNTIERERR O 723D, B REBG i 0 o AL EE RO &2 O O, E R IR AU Y (0.01mg/kg)
KON Img/kg MIEFEICEB T 2 EINGRER 2 5 @3y HT CEME L7z, [R5 R
%i—\‘—g—o

AR W (] 43 FEIE S RSDr
(mg/kg) (%) (%)
1.0 87, 86, 85, 84, 84 85 2
F A B
A 0.01 90, 90, 90, 90, 80 88 5

9. BB BT R

o ] ) o7 BT M (mg/kg)
RERMSET Ak 7
LAl K
- <0.01
B 1A % 0.17 0.15
SRi1%0/37
WO 3 A % 0.16 0.16
WO 7 A % 0.14 0.13
- <0.01
B B 1A % 0.15 0.15
I RELR w0
WO 3 A % 0.16 0.19
WO 7 A % 0.19 0.13

-390-



AT A <0.01

WA 1 B 1% 0.20 0.17
H 5 = I

WA 3 A % 0.14 0.16

B 7 B 1% 0.21 0.14

AR XRURE D 43 AT 13 1 38 T S i

10. % PR

(B ARERXEICBTOIMEFOEBOEHO EMIZ OV T (CEEK 9 4 4
A1 BMTEES 117 5EAREEHEARELREREHM) (LS E, NHKE
BH AT,

B ZPFRGTTO RO ERELZEERREITO Z LI, & 1LRED
MFEE KNS 7 1T & =)L 0.lmglkg WMFAE (Z +VF 4 —=2> ha—LR
B oLz, TORE, TRIORT L OICHEIRD N oT,

X 2019 F 6 HEMBO B MEABEZHRLBEHE (—RMHEEARLELL 2
VH—=) BT ARRIIBRETH T,

AR iilE e I AL P 5 i L7z xf B HE
(fhH B (%) Doy e i L OB}
(mg/kg)

2020/10/28 83 <0.01 A 5 & A 5 &
10/29 85 <0.01 A B3 & ERANEe
11/ 4 85 <0.01 H BB & %0 ER AP
11/10 84 <0.01 A 5 & A AE B = IR
12/ 1 84 <0.01 A 5 & F A 5 7%
12/ 4 90 <0.01 A 5 & R A7 22 T MR

11, PRAEZETE M e 7

BERRY) — b U7 MEAVER SR (RAEBAE D) I 7 a7 X =&ML, &k aT
(-20°CRX &) \ZWHAFERIT LT, —EMIMRT L%, FERIZ O L CTERIEEZ R D,
RETOREN R LT, RELREEHEOREEZ T,

N e 17 H#1 [EIREEs N SIE e
(mg/kg) (H) %) %)
1.0 87(2020/9/8—2020/12/4) 96 , 96 96

EBH R R B B BRI 7K 20 B H, RAEBG &0 55 A, HALR; &R 47 B #
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12. Z2F RN

Ko< T 50—HlERT,

. I7mu 7= VERENO 7o~ N7 T A

2. REERE TS L s~ ST A

X 3. [FINEKED I~ ~T T A

B 4-1. AR O 7 e~ 877 A
4-2. HHEPEARWAEI DO 7 v~ N7 T A
4-3. AfERmmAEto 7 v~ 7T A
4-4. AFEBERREI D 7 v~ b7 T A

5. NEHEE IO 7 a~ b7 T L

6. IRFLZEMEREOD /o~ N7 T A
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(—/2uL/—) (—/2uL/—)

201102_06 201102_23
std/0.020r0.1ng std/0.0010r0.005ng
_ _Myclobutanil
100 243 100+
124177
% Y%
Myclobutanil
243
6352
0 R AR BN R LN LA B min O IIIIJI""I""I'"'I""I""IIII min
50 100 150 50 100 150
EEHES 0.1ng EEHESL 0.005ng

1. /772 =EELROZn~ N7 T A

(4mL/2pL/—) (4mL/2pL/1g) (40mL/2pL/1g)
201007_09 201007_16 201007_28
MYC T MYC S-1 MYC L1.0-1
100 100+ 100+
Myclobutanil
243
% %) Ly 50142
l 1 Myclobutanil
1 243
5578
/
" . B R :
O—eriprerprrereerrrereereres min O -SpreArrpeeT min O RTeTE min
50 100 150 50 100 15.0 50 100 150
0.01mg/kg #H0EIIL 1.0mg/kg #sA0[ENIL
M 2. EffERET Z 7 3. BEINROIZ v~ ~T T4

DR/ =Rl N/ AN
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(4mL/2uL/1g)

201130_08
M1MYC-B

100

% —

Ot
0= Min 0smsrrr e Min UAAAA RARAN RARRS LAAAS REARS AL LAY
"'50 100 150 50 100 150 50 100 150
ERALF/E ER ARl SR AN
4-1. AR O 7 v~ 7T A
(20mL/2uL/1g) (20mL/2uL/1g) (20mL/2uL/1g)
201130_17 201130_18 201130_19
M1MYC-E1 20ml| M1MYC-E3 20m| M1MYC-E7 20ml|
100+ 100 100+
%o % L7
Myclggl;tanll MycIZCJZL:;taniI Myclobutanil
22831 20.810 243
/ Y p 18241
0 AR P min 0 TrrrrTrTeTe Min 0 RRAAN LARAN RALA) LEALS LLAR L
50 100 15.0 50 100 150 50 100 150

(4mL/2pL/1g)

201102_07
M2 MYC-B

100+

%

|

LA 3 B 1%

-394~

(4mL/2pL/1g)

201102_08
M3 MYC-B

100+

Yo

LA 7 A&

= min



(20mL/2uL/1g)

(20mL/2pL/1g) (20mL/2uL/1g)
201130_12 201130_13 201130_14
MAMYC-W1 20m| M1MYC-W3 20m| M1MYC-W7 20m|
100+ 100+ 100-
% %o %o
Myclobutanil Mycl;t;l;taml Myclobutanil
243 1362 243
19459 . 16972
/ /
a0 100 180 50 100 150 50 100 150
AKFA 1 H % AKFA 3 HE KEnA 7 B %
4-2. BB ARMHAE O 7 v~ N7 T A
(20mL/2pL/1g) (20mL/2pL/1g) (20mL/2pL/1g)
201103_39 201103_40 201103_41
MYC-E1 20mL MYC-E3 20mL MYC-E7 20mL
100- 100- 100-
% %- %-
Myclobutanil Myclobutanil Myclobutanil
243
243 243 20665
17368
17181 p s
0 T min 0 PR min 0Lt min
50 100 150 50 100 15.0 50 100 15.0

-395-

A 7 B



(20mL/2uL/1g)

201103_34
MYC-W1 20mL

100+

%

243
17212
/

Myclobutanil

AKFAF 1 A&

(20mL/2uL/1g)

201110_27
M3MYC-E1 20mL

100+

%_
Myclobutanil
243
26162

/

B

4-3.

AH 1 A%

(20mL/2pL/1g) (20mL/2puL/1g)
201103_35 201103_36
MYC-W3 20mL MYC-W7 20mL
100+ 100+
% %
Myclobutanil
243 Myclobutanil
20810 243
/ 14520
/
= min 05 T min 0 T e min
50 10.0 150 50 100 15.0
AKFnFH 3 A% KFnAl 7 A%
ARt 7 v~ N7 F A
(20mL/2pL/1g) (20mL/2uL/1g)
201110_28 201110_29
M3MYC-E3 20mL M3MYC-E7 20mL
100~ 100+
% %
Myclobutanil
Myclobutanil 243
243 27999
18275 4
0+ P Min 0 LRRAA BN P Min
50 100 150 50 100 150

A 7 B
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(20mL/2pL/1g) (20mL/2pL/1g) (20mL/2pL/1g)
201110_22 201110_23 201110_24
M3MYC-W1 20mL M3MYC-W3 20mL M3MYC-W7 20mL
100+ 100+ 100+
% % %
MyCIObUtanil Myclobutanil Myclobutanil
243 2.44 243
23295 21727 '
/ y; p 19291
0 aas R Lt uass LY 0 A L s uats w1 0 A b s s e UL
50 10.0 150 50 100 150 50 100 15.0
KFF 1 B KFF 3 BHA% AKFOA 7 B
B 4-4. AHEPEIRREIO 7 v~ K77 A
(4mL/2pL/1g) (4mL/2pL/1g) (40mL/2pL/1g)
201103_31 201103 _32 201209 _22
11/4 MYC Q 11/4 MYC QR MYC ST-1 40mL
100+ 100+ 100+
Myclobutanil
Myclobutanil 242
243 54092
%o % 47274 %
O—prrreee = min 0 e i 0-
I I I WAL | T T Min manaamaaaaeaaasennsyeanas anny nanndl 0110}
50 #00 460 ¥ 50 100 15.0 50 100 15.0

0.1mg/kg HRANEIIY

% 5.

1.0mg/kg #sAN

NEKREEHRO 7 a~ 7 7 A
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© MEP

1. ATt e
MEP
LA
S CH,4
I

k224 : O,0-dimethyl O-4-nitro-m-tolyl phosphorothioate

b5 : CoH12NOsPS

2772

PERR - B AB I RIRE, DT hICRERRICBW

bR HE TR A

RAJE : 1.57x107 3 Pa (25°C)

F B 7= IR EARE 0 log Pow=3.43 (20°C)

WREME © K 19.0 mg/L, ~F V¥ 25¢g/L, A Y 73/ —)L 146 g/L,
Z OO FHBIEFNC S (LLE 20°0)

ZEME  BGEIE TEE (150~190°C THESE & K I)
K5y R 98857 B (pH 7.1, 30°C) /K 650 i 91,1 B

(1 7K)

ML . B A R T v 7 2016 R

2. FEYE G KOV

MEP 42§« #E 99.3% (& £ 7 A /b ARG HiHE )

TRy, ~"FHr, P Foo—F)0  FEEEERRRA (BRI

AL T MU oA Rk (BIs bR

K:E=7T7 74 K PRA-0015-0VL (A A/ 8) RO a2—Y v 7 ZIL (A

) TH® LK

LM A Y 7 £ T A InertSep K-solute SmL & (Y — = /L% 4 = o A #l)

7nu ) YN =77 A : Sep-Pak FL plus long cartridge 910mg (waters #4)

77757 A4 MBI —R2I =57 L : Supelclean ENVI-Carb SPE Tube 250mg/6mL
(7~ TIKRY v FHl)

JEAE © No.SA  (#fil (L B AR AT )

T ARHMETEARL 0 GFP (Hi (L B ERT L)

3. HEE KOS
- KFF : XSR205, XS4002S, PG2002 (Ah7—-hLRH), S-BOX WP (14 i)
IF Y —: 74—k DLCNXR (ZAVF—MY), 74 FIv 7 A GM200 (Retche )
REIRE EL-01 (A¥ P~/ )
TR % e - R-134 (SR R 22t L3R
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HAZ v~ k257 (GC) : HP6890 (7L > k « 57 ) o v—Hl)
F— XY 7 N7 =7 : ChemStation (7L >k« 577 7 my—l)

4. WA a~< N7 77 OEMESME
% : FPD
717 2 : RESTEK-5 (RESTEK )
W 0.53mm, & & 15m, BEJE 1.5um
HAFE (~VU 7 A): 2mL/min
BT LNIREE T AREIEEE ; 100°C—25°C/43y—220°C(2.2 43)—30°C/4r—250°C(1 43)
HEA DR : 200C
R ER IR 2 250°C
HEAFX NIV ARATY v hL A
EAE 2Ll
REFIFM - #0952 4y

5. BREMOERK

MEP fF Y 20.1mg Z K5 FE#% 7 & ~ o THME L, 20mL E% & L 1000mg/L A% % 5
Wam Lz, ZOFREEZT7 o THRL T 40mg/L BEERKEZMHBL, 51
COREWERWE A T & b TIERAR LT 0.0125, 0.025, 0.05, 0.25 % T 0.5mg/L &
RERREZFHR L2, ZORKERIERMEOT A7 n< N7 7ICEAL, T —4
WBAEE 2 W T MEP O E— 7 2 ME L, BihicEE (ng), ft@hice— 27 m
Ba Lo THREMREZIER L,

6. AT HRAE
6.1. B FiALEL

REHE, ~TZBRELUHEE (20°CHE) ICHRE L, OWER NI S —%H
WTeEE B —{b L7,

6.2. flih

PEYS— b L= 20g 2130 0, T R 100mL ZIZIEE H>HEE AW
30 IR E DI Lz, fiE 218 & T A MHEIE R 2 B 72 1L R = T 81 A
L7z, REEZ 7 8 M 50mL THWRERIZAB LT, AiREEbE, 7k M
T200mLICER L7, 2@ 50mL (GRAE Sg Y &) ZH 0, 40°CLL T DOKIEH T
ERME LT 2 E LT,

6.3. ZHMET A Y LD T AL DR

EMERIZAKZMZK 4g (AR, LT R DA% 05g MAIERVIREE =, 2D
WaZETrA Yo LH T K FL S okE®R, ~%F¥ 2 10mL THEEZNZ T
VAR 7 DIZIE T LTz, & 612, ~F %2 20mL TRIBEOEBELZEEVIEL, 2k
HiE 2 AR EHIKRE Lz, IEHIEZ 40°CLL T oK CRIUE RS L, &K&Ix
ERKIE P CHREEZEE LT,
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6.4, 70U PN =hT LK HKER

TR YNNI = AT A A~FY Y SmL 2 R LATLEE A L7z, B E~F ¥
SmL CHMEL I =07 LT L, MERIEHE T, ’IZ, ~FH 2 SmL TEZN
AW VIALS T AT L, MHBEEIZHE TR, ki, Y=Flrz—T1 /  ~FH
(50:50, v/v) 10mL THEIMNEZHEVIALZLI =T AW FL, MEP #RH L=, &
HE % 40°CLL T O KIS CRUEREM L, HEBEIIERX F CEEE2E L L,

65 77774 M I—RrI=hT ALKk DKEH

75774 M=K I=HTFLICTEFyS5mL, ~F P 10mL ZJERKE T L
ATALEL 2 L7z, BEWE~XH > /7 b (80:20,v/v) 10mL THEMRL I =57 A
W F L7z, WwIC, [FHEWE 10mL THEIMNZ VAL F L, FAFEO#REL 2 b
B LITY, £HEESDLERBKE Lz, BHIEZ 40°CLL T O Kig & CTHE
Wi L, RBITERLAM FCHEELZHEE LT,
6.6. T &

BEMEHEEOT 2 N CIHREL, BIRiREOT A7 a~ N7 I 72 EALTYE
— 7 HEEEZRD, REMRIY MEP DEEZ RO TREFTOERZREZHF N LT,

7. EERAE (LOQ) K Uk IR AfE (LOD)

FEEBAAYE REHRERE B AEVRIR EANE 7E B[R
(ng) () (mL) (nL) (mg/kg)
0.05 5 2 2 0.01
B/ WSS B AEVRIR EAR Far H BR S
(ng) () (mL) (nL) (mg/kg)
0.025 5 2 2 0.005
8. [AY 3¢

SINTIETERR O 7= %, BB & ko SEALER R & F VO OO B R A B
(0.01mg/kg) ,1.0mg/kg K O 4.0mg/kg O RMPEFEIZF T 5 FIILRER 2 5 HE o ©FE
i U 7=, B ER oo B RS B A R T,

R RN P EEVES &S IE NS RSDr
(mg/kg) (%) (%)
4.0 76, 75, 75, 74, 73 75 1
T
SR 1.0 98, 98, 97, 97, 94 97 2
i
0.01 110, 110, 110, 100, 90 104 9
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9. BB BTG A

o B o 57 BT E (mg/kg)
AR 5 BT i B 5
=, % 7K Fn
B A i <0.01
A 1 B % 0.96 1.21
H i 5 7%
B 3 B #% 0.80 0.90
WA 7 At 0.56 0.67
AR Al <0.01
N i 1 A% 1.64 1.63
ERT Y=
WA 3 B 1% 1.35 1.66
WA 7 B 1% 1.34 1.57
AR Al <0.01
WA 1 H % 1.03 0.93
H Al B = IR A5 3 H 1% 1.02 0.62
WA 7 B 1% 0.93 0.57

AR XRURE D 43 AT 13 1 38 T S i

10. K & B

(B ARERXEICBITOIMEFOEBOEHO EMIZ OV T (CEEK 9 4 4
A1 BMTHERESE 117 5EAREEHEARELRERERHD) (KO E, NHKE
BH AT,

B XPFRGTO RO ERELZEERREITO Z LI, & 1LRED
HEALESURE & O MEP 0.1mg/kg WINEE (7 4+ V7 4 —a > be— k) 2047
L7z, ZORE, TRICRTIIICHEETRD N7,

X 2019 F 6 HERO R MEARBEEHRLEHRE (—RMAEARMELL 2
VA=) BT OMRIIRTH ST,

ﬁ =0
S5 B g mg@,?;;;g* R L7 gt
(i R) (%) 7 40 SL B 3R
(mg/kg)

2020/10/28 101 <0.01 H HE B e &0 H HE B e &0
10/29 101 <0.01 H HE B e &0 H Al 5 B IRy
11/5 90 <0.01 RN R= s H A 5 = 0
11/16 107 <0.01 H Ha Bf & &0 H Ha B = IR
11/30 99 <0.01 H HE B e &0 H HE B 28 3k
12/ 4 97 <0.01 RN R= s PR A 2 TE PE OB
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11, DR A7 % E P e 58

PEMY) —Ab U 7o MEALERERE (A AEBA & Fn) 12 MEP 2L, WEESAT (-20°CE
E) ACHAERE LT, —EMMRAELEE, RO L CTEINELZRD, R{FH
DEENEZHAB LTz, RELEMEDOKRERT,

TR g P17 H R [A] [ 2R R SHE Pl
(mg/kg) (H) %) (%)
1.0 87(2020/9/8—2020/12/4) 89 , 86 88

ER B R R B BB 7K 19 B, BAERIm&n 56 B, B =R 53 A H

12. ZEIRAMAF
Ko< T 50— HlERT,

X 1. MEPZ#fH D7 a~ N7 T A
M2 EEERETS s~ 7T L
X 3. FEEDOZ o~ k7T A

X 4-1. BAfigiREt O v~ K7 T A
4-2. AMEBIRBARI O 7 v~ 7T A
4-3. AMEBGE B O 7 v~ N7 T L
4-4. AR EIRREIO 7 v~ N7 T A
X5 NEHBEEHRO 7o~ N7 T A
B6. BRFLEMREOZ O~ 7T A
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(—/2uL/—)

150 pA 7
450 3

400 4
350 4
300 3
250 3
200 4
160
100 3

B.164

i

B0 4
|:|:

5 min

G 1.0ng

(—/2uL/—)

150 p#
450 3

400 3
250 4
300
250
200 4
150 4
100 4

(2mL/2pL/—)

I

i

= _||'=h 5153

T
min

FEHE S 0.05ng

X 1. MEPEH#ES, D7~ k7 T A

(2mL/2puL/5g)

150 ph 7
450

400 3
350 3
300 3
250 3
200 4
150 3
100 3

B0 3

0158

i

[l

0.01mg/kg #siN

T
min

(20mL/2puL/5g)

150 pA ]
450 4

400 3
350 4
300 3
250 4
200 4
160
100 5

80 4

5167

o

X 3.

h
1.0mg/kg s

min

160 péA 7
450 4

400 4
350 4
300 4
250 4
200 4
150 4
100 4

50 4

i

]

T
min

2. &ffERET T
YRR NN

(80mL/2uL/5g)

160 pé 7
450 4

400 4
350 4
300 4
250 4
200 4
150 4
100 4

50 3

1]

——— 5169

EIE R/ A= Rl N/ AN

-403-

4.0mg/kg

wm

min



(2mL/2puL/5g) (2mL/2puL/5g) (2mL/2pL/5g)
160 ph 3 150 ph 3 150 ph
450 3 450 450 5
400 3 400 3 400
360 3 350 3650
300 3 300 3 300
250 250 4 280 -
200 3 200 3 200 4
150 3 150 150 3
100 100 3 l 100 l
B0 50 vl 5 4
EI : T T, I:I ] T T T T I:I T T T T T T T T T
b it ] mir il tin
H i B 7K 3k H i B e 0 ERAN=e
4-1. BAAATABI O 7 v~ 7T A
(40mL/2uL/5g) (40mL/2pL/5g) (40mL/2pL/5g)
150 pé 160 pé 150 pé
450 450 3 450
400 400 3 400
360 350 350
300 300 3 300
20 3 250 3 250
A 200 200
160 3 8 150 3 i 150 3 _
100 3 i 100 3 i 100 =
50 3 lL X 50 3 JL 50 N
] ] — r- T a : T '_'_T L 1] T I T
] min thir 5 it
FLAI 1 B & FLAI 3 H & LA 7 H
(40mL/2uL/5g) (40mL/2pL/5g) (40mL/2uL/5g)
150 pé 3 160 p 3 150 pA 7
450 3 450 3 450 3
400 3 400 400 4
250 350 4 350 4
300 4 300 300
250 3 250 250 3
200 4 2 200 4 - 200 3
150 4 5 150 3 5 1650 3 a
100 ,It 100 4 J\ 100 3 5
50 3 . I SENT
o LT T 1] '|I' T D:"'IT"I
g min 5 min 5 min
KFnAI 1 A% KA 3 H#E% KA 7 B
4-2. HAEBLZIRAEI D 7 v~ b 7T A
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(40mL/2uL/5g) (40mL/2uL/5g) (40mL/2uL/5g)
160 pA 3 150 ph 150 pf
450 3 450 4 450 4
400 3 400 3 400
350 350 4 350 4
300 3 300 300 4
260 3 - 250 250
200 3 5 200 2 200 z
150 1650 i 150 3 i
100 100 - L 100 4 L
B0 4 B0 4 B0 4 R
03— T I' — T 0 LI 0 - 1 T
b mi il mir ] min
LA 1 A& LA 3 A% LA 7 A%
(40mL/2uL/5g) (40mL/2uL/5g) (40mL/2uL/5g)
150 p#A 3 150 ph 150 pA 7
450 3 450 450
400 ann 4 400 4
350 350 350
200 200 300
250 * 250 o 250 3 o
200 b 200 4 = 200 5 b
150 l 150 l 150 L
100 100 100 3
&0 3 50 4 B0 A
0+ T 1 0 — 1 I — 1 0 T I T
a tmir ] tin ] min
AKFnAl 1 A% KFnAl 3 H#% AKFnAl 7 H&
4-3. HAERI MLt o7 v~ b 77 A
(40mL/2uL/5g) (40mL/2uL/5g) (40mL/2uL/5g)
150 ph 7 150 ph 7 150 pé 3
450 3 450 3 450 3
400 3 400 3 400 3
350 3 360 350 3
300 3 300 300
250 3 260 3 260 3
200 3 200 - 200
150 2 150 3 2 150 3 2
100 3 T 100 T 100 3 i
B0 3 A 50 n B0 4 K
0 -|I T 0 '|I' T 0 |I' T
] thir ] i g i
LA 1 H# LAl 3 H & LA 7 H
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(40mL/2uL/5g) (40mL/2puL/5g) (40mL/2puL/5g)

160 pé 160 pé 7 150 p&
450 450 3 450 3
400 400 3 400 3
350 350 3 350 3
300 3 200 300 3
250 3 250 3 260 3
200 200 200 3
150 5 150 3 - 160 3 N
100 l 100 3 o 100 3 o
50 50 | I |
0= : T 0 T T 0 : T T T
g min ] min a] it
AKFnAl 1 A #% KFnAl 3 H#% KFNAN 7 H %
X 4-4. AAEPSEEREIO 7 v~ h 7T A
(2mL/2uL/5g) (2mL/2uL/5g) (20mL/2puL/5g)
150 pé 150 pd 180 pA 3
450 450 450 4
400 3 400 3 400 3
350 3 350 350 3
300 3 300 3 . 300 3
250 250 5 5 260 .
200 3 200 3 e =
150 ; 150 3 160 3
mn—g 100 3 100 3
50 3 1 50 4 L - _
D . T T T I:I T T T T T T T T |
g min b Mt 0+———F
3] min
I 0L PR 0.1mg/kg s 1.0mg/kg M
5. EEHO I~ N7 T A 6. PRAFZEVEREL

DY/ =Rl N/ AL AN
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@ L7zt T R

1. xS mE

fLZ7 xS
'ﬂ:?*%iﬂazﬁ . CHBCHZ Cl 0
AN PO
N\N C/N CH

| [
CH, O

3

{b.5% 44 @ 4-chloro-3-ethyl-1-methyl-N- [4-(p-tolyloxy)benzyl] pyrazole-5-carboxamide

{530 : C21H22CIN;O2

7 f & : 383.9

PR P akhR, ER

s 87.8~88.2°C

HKAJE : 5x1077 Pa (20°C)

F B 7 =K EAREL 0 log Pow=5.61 (25°C)

REME © K 0.087 mg/L, n-~FH > 7.41g/L, b=z 366g/L, AH /J—)L
59.6g/L, ¥YZmm AKX >500g/L, 7T& 2 368 gL, EEfE=F L
339 g/L (LL | 25°C)

DB 2AE, MRS SRR RGN (25°C) ;1 #ELL L (pH 4, pH 7, pH9)
ACHOR A RO (25°C) ;11.4 B (FREEAK, KBEE) , 11.3 B (A
K, KEEG)

%
7l
B

Hdh B3N K7 w7 2016 EfiR

2. FEES & OV
MLT7 2T REEHES W 99.8% (B b5 8)
T by, ~"¥HU, BT, VxFrz—T )b REEERRR A
(B A1)
A A ) — b LC-MS H (BE b2 H)
AT bY oA Rk (BEEALZEE)
Imol/L H¥le 7 > E =7 & : @B#RAE 7 v~ MH (BRI R)
K:E=27 74 Kk PRA-0015-0V] (AT /7 8) ROE2—1U v 7 ZI0 (AT
) TR LK
7nu ) Y =77 L : Sep-Pak FL plus long cartridge 910mg (waters #4)
75757 A4 MB—HR>2I =7 L : Supelclean ENVI-Carb SPE Tube 250mg/6mL
(v 7~ T7HRYvFil)
JEHE © No.SA (M 11 8 /E iy )
T ARHEPEARL 0 GFP (Hi (L S ERT L)

3. HEE N OB SR
- R : XSR205, XS4002S, PG2002 (A 77—+ FL R, S-BOXWP (1 &)
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2 ¥ —: AV F—k DLCNXR2 (ZAVF—h), 7T RIv/ A GM200 (Retche HY)
REOW EL-01 (AF Y ~7 L H)

TR0 9 i 0 R-134 (B2 B BL 22 g bk T3 8L

Wik o~ 777 /%05 DAVEEGHTFHILC-MS/MS) : Xevo TQ-S micro (Waters )
T— XMWY 7 N7 =7 : MassLynx (Waters H)

4. P ERERR O BB
4.1. ik v~ ~7 7 7 OEESME
71 2 1 ACQUITY UPLC HSS T3 (waters )
£ 2.1mm, £ & 100mm, Ki£E 1.8um
WHEW : AR 2mM BEER 7 > F = 7 A KRR
Bif 2mMEEFRT BT LB H AL ) —ILVIEK
(Vo9 v TF—T7 )
Kef (43) AR (%) BiIR (%)

0 30 70
3 5 95
9.5 5 95
10.5 30 70

i & : 0.3 mL/min
717 KNRFE : 40°C
HEANE :2ul

PRFFIFR 50 4.3 0

4.2. BEIHTH OEBIESM
AFMpE = vy ba A7 L—A A kiE (ESI), EE—F
a— 2 AYiE : 50 L/h (Ny)
iV W 7 A i & 0 1000L/h (N2)
V—2AT7nm vy ZiRE: 150°C
Xy 7Y —E: 1.0kV
a— FEE 58V
o) Ua VERE: 26V
A F it HE 0 MRM &
T=H IV TAF Yy TV =Y — (A ;m/z 384.24
TaXy N4 ;m/iz 197.06

5. B AR O VERL

L7 =87 NERES 2000mg 2B % 7 M THEML, 20mL EA & L
1000mg/L BEHEJFR 2B L7z, ZOJRiE%E 78 b2 THR L T 40mg/L HEER K %
L, ST OERERKE A X/ — /L TIERAR L T 0.00025, 0.0005, 0.001,
0.005 % TN 0.0lmg/L DAEMERIRZRB L=, ZORKEZRILEEOREKs a~ v 7
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Z7 7/ T AR ESNFICEAL, T4 0AHEEELZHNNTC AL 2 ET R
OE—7mBEENEL, BEHZESE (ng), MEHICE — 27 mEZ & > THRERZ ERK
L7,

6. M HERAE
6.1. F LD Fi L ER

B, ~72Z2BRELHEE (20°CEE) ICRE Lz, SWEANICI ¥ —%H
W R EERY) b LT,

6.2. fli

PEYS— b L= 20g 21X 0, T R 100mL ZIZIEE H>HEE AW
30 3 RR & D f Uiz, i 2 MK & 4 7 A SHETR AR 2 B 72 M L IR =S T 81 A
W L7, REZ7 N S0mL THRWRERERICAB® L, AREGAGHLE, 7& M
T200mL IZER L7z, Z® 10mL (GRE 1g FHY &) ZH Y, 40°CLL T O KigH T
JERME LT b a2BELE,

6.3. ZHMET A Y LT AL DR

IRMERIZ K 2N 24K 4g ISR, WAk N U L% 05g MRV IEE, 20
WEZAMET A YU LT 2 F LS okiE#%, FEig—F /L 20mL THBN%E
VWAL 7 AT T LT, 612, HiEE=F /L 20mL CRBROEBEIELZ#EV KL,
EitHEE GO ERK E Lic, WK% 40°CLL T oK CRUERM L, &
BITEZLH T CREAEE L,

6.4, 7TV =hT ALK DR

7R U TVNANI =BT AT SmL 2 R LT Z LT, BEME ~%
SmL TYWAEL I =4 7 [T F L, WMHERIEHE T, ki, ~F 4> SmL THEBN
ZUPVIAZL L T AT L, MERIEE TR, R, Y2 FLrz—T) A~ FH
(50:50, v/v) 10mL THRZHLNEZHVVIAAI =T AR F L, ®iZ, 7k N/
~F % (50:50, v/v) 10mL Z3i F L, @fbiEezabeR EHRE Lz, B
% 40°CLL F O KIBH CHRUERM L, RBITEZXIM F CREZHEE LT,

65 77774 M I—RrI=hT ALK DKEH

75777 A4 MNI—RUI=2DF AT E R S5SmL, ~FP 2 10mL ZNEXRGE T L
ATLEL 2 L7z, BEWE A~ T+ b (80:20,v/v) 10mL THERLI=h T A
W T L7z, WwIZ, [FHEWE 10mL THEMNZ VAL F L, FFEO#REL 2 [
BORLITW, EFfHEEADERBRE Lz, I % 40°CLL T O KIS F CTHRUE
WefE L, RBITERKAM FCHEEZHEE LT,
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6.6. E&

BRHEWMEEED AR ) — )V TR L, iMook sra~ 7o 7 /%05 A
R EGHFHCEAL TCE =27 HEEZRD, BRERKRLIY L7200 VT ROEES
ROTRHREIFOEREREEZEE LT,

7. EERFUE (LOQ) K URIHIRFE (LOD)

EERERMEYE B E B KEVR IR EARE iE R
(ng) (2) (mL) (uL) (mg/kg)
0.001 1 20 2 0.01
B/ H & PR B B RETR IR HEAE Fax H BR A
(ng) (2) (mL) (1L) (mg/kg)
0.0005 1 20 2 0.005
8. [HIUV

OYNTIERERR O 723D, B REBG i 0 o AL EE RO &2 O O, E R IR AU Y (0.01mg/kg)
KON Img/kg MIEFEICEB T 2 EINGRER 2 5 @3y HT CEME L7z, [R5 R
%i—\‘—g—o

AR BN ENES FEIE S RSDr
(mg/kg) (%) (%)
1.0 94, 93, 90, 89, 89 91 3
F A B
A 0.01 80, 80, 80, 80, 80 80 0

9. BB BT R

g = _ S 53 M i (mg/kg)
EwE e FESIENER :
LAl a7 7
AR Al <0.01
WA 1 B 0.43 0.58
A 5 7K 5k
w3 H 0.51 0.54
A 7 H 0.41 0.72
AT A <0.01
WA 1 B 0.39 0.40
AT i fiAii 3 A 0.37 0.34
WA 7 H 0.37 0.30
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AT A <0.01
ST— A 1 B % 0.57 0.55
/Oﬁ&ﬁ?3 H 0.42 0.58
A 7 A 0.44 0.50

B X A 0 AT 1 1 3

10. & B

(B ARERXEICBTOIMEFOEBOEHO EMIZ OV T (CEEK 9 4 4
A1 B OHERSE 117 5EARAEHEREMRERE®EN) ([CEOX, NERE
BH AT,

FHAE . FPRGHOERXEB I ERAELEERREZITO Z L1, & 1 RED
MMHERE K N L7 =BT K 0.lmgkg IRMAE (7 4+ V7 4—a>r br—)
HEHD oML, TOME, TRIORT LI ICHEITRD RN T,

X 2019 F 6 HEMOREMEERFEZHRIEHAE (—BVFIEARLER LS

VHE—=) BT AERIIEFTH T2,
M H EIREES 4 L 7 OB A L7= st G Uk
(fi B) (%) D 4y Bl 48 UL P RO}
(mg/kg)
2020/10/28 86 <0.01 H A 5 = 0 H A 5 = 0
10/29 83 <0.01 H Ha Bf & &0 H Ha B = IR
10/30 86 <0.01 H A 5 = 0 H A 5 =
11/6 89 <0.01 H HE B e &0 H Al 5 B IRy
12/ 3 86 <0.01 H HE B e &0 H HE B 28 3k
12/ 4 99 <0.01 RN R= s PRAT 22 B MERUE

11. PR A7 22 T8 M e 78

PEAY) — b U 7o MEALEE AR (RAEBAEFN) IS h L7 = BT RERML, H
AT (-20°CEE &) (SR Uiz, — EMMRAFE Lo%, RN L CIEIIE %2 K
W, BRETOLEN,EWRR LI, RELEEORREZ R,

UM PR A7 391 ] (] =2 RROIEINIES
(mg/kg) (H) (%) (%)
1.0 87(2020/9/8—2020/12/4) 99,93 96

FRBH R RO B & AAEBG KB 22 B TE], RAAEBG &0 50 H IR, AOARERS & IR 43 H [
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12. Z2FUATN
Ko< T 50—HlERT,
1. oz g NMEERO 7~ N7 T A
X2 2EERETI 70 r7a~ N7 T A
X 3. FEEDOZ o~ kT T A
B 4-1. Ao s e~ 7 J A
4-2. HHEBFRBHAE O 7 v~ N7 T A
4-3. AREBI SO 7 v~ N7 T A
4-4. AP EIRHAE O v~ N7 T A
X5 NEBEEHOZo~ 7T A
B 6. RFLEMREOZ O~ N7 T A
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(—/2uL/—)
201028_06
std/0.020r0.1ng

_Tolfenpyrad
1007 425
277543
%_
05

LR LARAS LASAS LEAR) RAERI LA
50 100 150

EEHE S 0.02ng

1.hV7 b5

(20mL/2uL/—)

201007_10
TOLT

100

%

2. REERET T
DY/ =gl NE/AL AN

min

(—/2uL/—)
201028_16
std/0.0010r0.005ng

100+

%_

| Tolfenpyrad

4.25

13687

0 ""I"']'I""I'"'I""I""I"'
50 100 15.0
Y 0.001ng

NiERE LD 7 a~ 75 A

(20mL/2puL/1g)

201005_20
MTOL S-1

100+

%

| Tolfenpyrad
4.27
14054
oL |

Fr e Min
50 100 15.0

0.01mg/kg WA EIIY

(200mL/2uL/1g)

201007_36
TOL L1.0-3

100

] Tolfenpyrad
4.26

% 145048

1.0mg/kg #sANENY

B 3. FIEDO v~ N7 T L
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(20mL/2uL/1g) (20mL/2puL/1g)

(20mL/2pL/1g)
201209 _09 201028_13 201029_13
M1TOL-B M2 TOL-B M3 TOL-B
100 100 100

%_

%

0y e min 0 oo mMin 0 IR R LR LA LA L
50 100 15.0 50 100 15.0 50 100 150
A A B 2K 95 A A B & 20 ER AN
4-1. WAmRE D7 v~ 7T A
(100mL/2uL/1g) (100mL/2uL/1g) (100mL/2uL/1g)
201209 _16 201209_17 201209 18
M1TOL-E1 100mL M1TOL-E3 100mL M1TOL-E7 100mL
100 100 100-
| { Tolfenpyrad |
| Tolfenpyrad 4.25
4.5 153649 1 T°'fj"2p5yrad
%1 130378 %] % 125768
O min 0 T min 0—rrrrerey e min
50 10.0 150 50 100 150

LA 1 HA% LA 3 H A%
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(100mL/2uL/1g)

201209_11
M1TOL-F1 100mL

(100mL/2uL/1g)

201209_12
M1TOL-F3 100mL

(100mL/2uL/1g)

201209_13
M1TOL-F7 100mL

100 100 100
] Tolfenpyrad
4.26
1 Tolfenpyrad ] 216357
407 | Tolfenpyrad
176286 4.26
161995
Y% % %
O min 0 rrrrrrererreeees min 0 T T min
50 100 15.0 50 100 150 50 10.0 15.0
AKFnA 1 H#% AKFnA 3 H#% KFnAl 7 H#%
4-2. AREBRIZEABI O 7 v~ h 7T L
(100mL/2uL/1g) (100mL/2uL/1g) (100mL/2uL/1g)
201103_15 201103_16 201103_17
TOL-E1100mL TOL-E3 100mL TOL-E7 100mL
100 100 100
| Tolfenpyrad | Tolfenpyrad | Tolfenpyrad
% 426 %1 426 %1 426
111815 104973 105370
0 T min 05 s L s uau aa pal LY 0= TR T min
50 100 15.0 50 10.0 150 50 100 15.0

LA 1 HA%

LA 3 B 1%
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(100mL/2uL/1g)

201103_10
TOL-F1 100mL
100
1 Tolfenpyrad
% 4.27
113915
0 RARAN RARE] LRALS LARRN RRRRS L
50 10.0 150
AKFF 1 A%
4-3.
(100mL/2uL/1g)
201106_16
M3 TOL-E1
100+
-Tolfenpyrad
4.26
193081
%_
0 P min
50 100 15.0

AH 1 A%

(100mL/2uL/1g)

201103_11
TOL-F3 100mL

100+

_| Tolfenpyrad
4.27
96315

%

AKFnA 3 B

(100mL/2uL/1g)

201103_12
TOL-F7 100mL

100+

% Tolfenpyrad
4.26

86911

AKFNA 7 H

AfE E B a~ 277 A
(100mL/2uL/1g) (100mL/2uL/1g)
201106_17 201106_18
M3 TOL-E3 M3 TOL-E7
100+ 100~
{Tolfenpyrad JTolfenpyrad
4.26 4.26
%1 143 % 149783
143524
0 T Min 0 e
50 10.0 15.0

LA 3 H A%

-416-

A 7 B

50 100 150

= min



(100mL/2uL/1g)

(100mL/2uL/1g)

(100mL/2uL/1g)
201106_11 201106_12 201106_13
M3 TOL-F1 M3 TOL-F3 M3 TOL-F7
100 100+ 100-
1 Tolfenpyrad 1Tolfenpyrad
i 4.26 4.26 1 Tolfenpyrad
188129 198141 4.26
171717
% % %
O LR LA AR LS RN LS L min O LARRN AR LERRE AR LEREN LA LN min O LEREE LARLN LA LERLS RELEN RLERN LA min
50 100 15.0 50 100 15. 50 100 15.0
AKFI#l 1 H%# AKF#l 3 B AKFi#l 7 BH#%
B 4-4. BHEPEIRREIO 7 n~ K77 A
(20mL/2uL/1g) (20mL/2pL/1g) (200mL/2uL/1g)
201103_07 201103_08 201209_33
10/30 TOL Q 10/30 TOL QR TOL ST-1 200mL
100 100+ 100+
1 Tolfenpyrad
{ Tolfenpyrad 4.25
427 o | 142106
%] %1 120390 %
05 T Min 0 AR AR BARAE AR AL RARAI RAN 0 T min
50 100 150 50 100 150 50 100 150
piiipupEi 0.1mg/kg #sAN[EIUL 1.0mg/kg ¥
% 5.

N KEEHEO 7o~ 77 A

“417-
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@ —h7xzr7Tav 7 A

1. st SmE
e A DA
b=

CH,

|

C,H;0 —C—CH

wo (e
A ehe

{b“%4 : 2- (4-ethoxyphenyl) -2-methylpropyl 3-phenoxybenzyl ether

b3 1 CasH2s03

571 & : 376.5

PERR R, ENCEER

Al 37.4%0.1°C

FRAJE ¢ 8.13x10° 7 Pa (25°CHHifE)

F B =K EARE 0 log Pow=6.9 (20°C)

WRFEVE © K 22.5g/L, ~FH v 667g/L, hLx 862¢g/L, YZ/uruaAH
924 g/L, 7 b 877¢g/L, A% /—/ 49 g/L (LLE 20°C)

LEME B ZE S KGRV ;1 4EBL E (pHS, pH 7, pH9, 25°C)
KOG MR 5 4.7 B GRERR, 25°C) , 7.9 B (B#IK, 25°C)

H . BN KT w7 2016 FH

2. FEHUE S K OV 3R
T hT7 vy s ZARERER M 99.0% (& £ 7 A L ARG HEE L)
TN, NXH U, BT, Do TF L —T b REEERBRH
(B Ak 7 5Y)
A K ) —) b LC-MS Al (PIHifb )
WAL N U oA Rk (B R L)
Ilmol/L F¥fE 7 & =7 L : @ik v~ b (BR/b75)
K:E =277 A K PRA-0015-0V] (AT /7 8) ROE2—1U v 7 ZI0 (A VT
) TR LK
ZAETr A Y 7+ T A : InertSep K-solute SmL & (¥ — = /LH 14 = 2 H)
7nu ) Y =77 A : Sep-Pak FL plus long cartridge 910mg (waters %)
75757 A4 MB—HR>I=%7 L : Supelclean ENVI-Carb SPE Tube 250mg/6mL
(T~ THRY v FHl)
JEHE © No.SA (M 1L 4 /E iy )
T ARHEPEARL - GFP (Hi (L S ERT L)

3. HEE K OB AR
71 KPP : XSR205, XS4002S, PG2002 (ART7—-hLRH), S-BOX WP (/&)
IxY— 74V F—h DLC-NXR2 (U AV F—h ), 714 Ry 7 A GM200 (Retche )
REIHE EL-01 (R¥ P~/ H)

-418-



T80 1 i 7 - R-134 (S8 L RL 22 g bk T 56 )
Wik a~hr57 /B F7 DVE &3 Hrat (LC-MS/MS) : Xevo TQ-S micro (Waters i)
T —ZALEL Y 7 " =7 :MassLynx (Waters #4)

4. TR EHE B8 D BRVE S
4.1. k7 v~ 77 7 OEIESME
71 2 ACQUITY UPLC HSS T3 (waters )
£ 2.1mm, £ & 100mm, K% 1.8um
TEHEIR © AR 2mM EEER T > B = 7 LKIER
BiZ 2mMEEfET v E= U A EH AKX ) — VKK
(Voo v TF—7 )
e (43) AR (%) B (%)

0 30 70
3 5 95
9.5 5 95
10.5 30 70

Ji & : 0.3 mL/min
717 KNRFE : 40°C
HEANE :2ul

PRFFIFR - 50 5.7

4.2. BREINTF OBIESM
AF M v bu AT v—A F bk (ESI), EE€— K
a— 2 AYiE 50 L/h (Ny)
VA I 77 A i & : 1000L/h (N)
V—2A7wa -y ZERE: 150°C
Xy 7Y —HE: 1.0kV
a— T 34V
al) g VEFE 8V
A F it E 0 MRM &
FT=HX Y TAF TV =Y — A A ;m/z 394.24
Ty b4 ;mlz 359.21

5. MEMROERK

T hT7 =7 uy 7 AR 202mg ZFERET B R THEML, 20mL ERX & L
1000mg/L FEHE R # M L7z, ZOJRIKEEZ 7 & b THMR L T 40mg/L 1 EE K %
THELL, S DICZ OEERIEE A X/ — LV CIER AR L T 0.00025, 0.0005, 0.001,
0.005 % TN 0.0lmg/L DAEMERIRZRH L=, ZORREZRILEEOREKs a~ v 7
77/ 8T AR ESTFICEAL, TAAHEREZANCZ N 2T ay
JADY— 7 EIEAZREL, BEcER (ng), Ml — 2 EiELY &> THRERE
ERE L 72,
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6. M ERAE

6.1. F LD Fiy LB

AEHE, ~TeZBRELGAHE (200CRE) IChE Lz, STERIICI X —% H
WTREEEBRE—{b LT,

6.2. fliH

PEREY)—{b LT3k 20g 213200 &0, 7 b2 100mL 2R E S HEEHW
30 IR & D Uiz, i 280K & 7 A EHETE R 2 oo 72 M Ll S T 51 A
L7z, REEZ 7' M 50mL THWRERIZAB LT, AiREEbE, 7k M
T200mL ICER L7z, 2@ 10mL GGAEF 1gfHY &) ZHY, 40CLL T DK H T
JEEME LT 2 h B2 E L,

6.3. 2T A VYT LD T AT DR

IRAERIZ K 2N 2K 4g ICFHEL, WAL N v 2% 05g MRV IEE, 20
WEZAMETA YU H T K F LS okiE%, BT /L 20mL THEN %
TEVWVIAL T 7 LT T LT, 612, = F )L 20mL CTRROEIEZ#V KL,
MK EGDOEIR Y EHK E Lic, WK %Z 40°CLL T O KB CRUERM L, &
BITEERXIM T CIHEEE R E L,

6.4, 7TV =HhT ALK DR

7R U TN I =BT AT SmL 2 T LATAEEZ LT, BEWME ~F
SmL CTHMEL I =07 ALIZH T L, MEKRIEE T, ’RIZ, ~FH 2 5mL TE=RHN
ZUPVIAZL L T AT L, MERIEE TR, R, Y2 FLrz—T)  ~FH
(50:50, v/v) 10mL THR#MNZE VAL I =BT AWM IFL, = h7=rTavs
AWM LTz, WEHHRZ 40°CLL T O K H CHRUEREM L, &K% IXERZ N CHRE
PREELT-,

65. 7777 A4 M=K I=0T7rIZL DR

75774 M —RI=HFTLICTEFyS5mL, ~FH 2 10mL ZJERKE T L
AILEE A2 U7, BEWMAE A~V /7T Fr (80:20,v/v) 10mL THEMEL I =0T A
WP T L7z, WIS, FHEWR 10mL TEIBSHNEZ TR VARG N Lo, REkO#REL 2 [
BV LITW, EFfHEEASDERBERE Lz, B % 40°CLLT O KIS F CTHRUE
e L, RBITERLAM T CHEELHEE L,

6.6.

E
o]
BEONFHCEALTE—ZHELZKRD, RERLIVZ N 72T By 7 AOHE
RKOTHEFOERHREZ R L7,
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7. EERAE (LOQ) K Uk IR AfE (LOD)

EERERMAYE B E B KEVR IR EARE E R
(ng) (2) (mL) (1L) (mg/kg)
0.001 1 20 2 0.01
He /R H & PR B B TR IR HEAE Fax H BR A
(ng) (2) (mL) (uL) (mg/kg)
0.0005 1 20 2 0.005
8. [EIUV

S RTIEFERE O 7= @, B REES & o BEALEEERE 2 VO, E ERR U  (0.01mg/kg)
KON Img/kg WM EEIZRT D EILGER 2 5 o8 T30 L7z, BILEROH HifE 3R
%i—\‘j—o

Ak BRI ENES FEIEN S RSDr
(mg/kg) (%) (%)
1.0 94, 92, 91, 86, 80 89 5
SR
A 0.01 110, 110, 110, 100, 100 106 6

9. BB BT A

- 43 47 1 (mg/kg)
BUBHRBL P R
2, % K Fn il
I— <0.01
BOf 1A % 0.82 0.42
SRi1%0/37
WA 3 F % 0.73 0.47
WA 7 H % 0.48 0.39
I— <0.01
B WO 1A % 0.53 0.39
A B/ s
AT 3 A % 0.59 0.35
AT 7 A% 0.42 0.28
P — <0.01
WO 1A % 0.62 0.59
AR e ey
AT 3 A % 0.59 0.40
oA 7 B % 0.58 0.50

AR XRUEE D 43 AT 13 1 38 T S i
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10. K & B

(B AREMXEICBTOIMEFOEBOEHOEMIZ OV T (CEEK 9 4 4
A 1AM T#EER 117 5 EAEEEEAEARBMREREEN) K5, NHKE
BH AT,

FHAE . FPHRGHOERXB DI ERELEERBREZITO Z L1, & 1 RED
MMHERE K N b7 =7 ey 7 A 0.lmgkg WNEAE (7 V7 4—ar b
— VB ZoN Lz, ZTORE, TRICRTIIICHBEEIRD N2 T,

X 2019 6 HEO R MEERFEZBKHAE (—BVFIEARLER LS
VH—=) BT ARERIIBRETH T,

AT H EIREES 48 JL R ARk R L7 o 5 3

(i B) (%) D 4y Bl 48 L P RO

(mg/kg)

2020/10/28 84 <0.01 RN R= s H A 5 = 0
10/29 88 <0.01 H Ha BS 5 &0 H Ha B = IR
11/2 90 <0.01 H A 5 = 0 H A 5 = 0
11/9 82 <0.01 H Ha BS 5 &0 H Ha B = IR
12/ 2 84 <0.01 H HE B e &0 H HE B 28 3k
12/ 4 102 <0.01 H HE B e &0 PRATF 22 B MERE

11. PR A7 22 T8 M e 78

PEMY) — b U 7o MEALEEER (RAEBA &) I b7 27 ay 7 AEEML, &
AT (20°CE%E) ICHASRAT Lo, — @R Lictk, FERIZHHT L TR
RS, BRETOLENEHR LT, RELEMOKREE2RT,

UM PR A7 391 ] (] =2 RROIEINIES
(mg/kg) (H) (%) (%)
1.0 87(2020/9/8—2020/12/4) 106, 101 104

TR RO B & AAERE KBk 21 B TR, RAAERG &0 53 HIE], AAERSE IR 46 H [
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12. 2ERAMHK
I m~ b T AD I ERT,
K1. = h7xzr7ay 7 AEERO7a~ N7 T A
X2 2EERETI 70 r7a~ N7 T A
X 3. FEEDOZ o~ kT T A
B 4-1. Ao s e~ 7 J A
4-2. HHEBFRBHAE O 7 v~ N7 T A
4-3. AREBI SO 7 v~ N7 T A
4-4. AP EIRHAE O v~ N7 T A
X5 NEBEEHOZo~ 7T A
B 6. RFLEMREOZ O~ N7 T A
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(—/2uL/—) (—/2uL/—)

201110_06 201110_04
std/0.02 or 0.1ng std/0.001 or 0.005ng
etofenprox
100+ — e 100+
536989
% %
etofenprox
5.70
27652
O —rrrprrrrrrrrrerrrTerrTTe = min 0 ,,L .................. min
50 100 15.0 50 100 15.0
EEHESL 0.02ng FEHESL 0.001ng

. = h7xrFuy 7 AfEESO 7~ N5 A

(20mL/2pL/—) (20mL/2pL/1g) (200mL/2pL/1g)
201007_08 201007_22 201007_42
ETOT ETO S-1 ETOL1.0-3
100+ 100+ 100+
etofenprox
5.71
Yo % %] 207279
| etofenprox
l 5.70
1 22432
0 Frerrere e min 0 lljllll min  O-SrrrrrrTET min
50 100 15.0 50 100 150 50 10.0 15.0

0.01mg/kg WA EIIY

1.0mg/kg #sANEIIY

X 2. effERlEr 7 s M 3. mIRDZ n~ T T A

DY/ =gl NE/AL AN
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(20mL/2uL/1g)

201202_08
M1ETO-B

100

%

|

0 s L L L s uallnl
50 100 15.0
A A B 2K 95
X 4-1.
(100mL/2uL/1g)
201202_17
M1ETO-E1
100~ etofenprox
570
328314
%_
0% T min
50 100 15.0
A 1 B

(20mL/2uL/1g)

201102_09
M2 ETO-B

100+

%

|

(20mL/2pL/1g)

201102_10
M3 ETO-B

100+

%

l

0 T Min 0 P Min
50 100 15.0 50 100 15.0
H i B s 0 H i B = ey
ARt 7 v~ b7 T A
(100mL/2uL/1g) (100mL/2puL/1g)
201202_18 201202_19
M1ETO-E3 M1ETO-E7
100+ 100
etofenprox
5.70
295989
etofenprox
5.71
o, o, 194035
0 LARRN RARLN RLALY LERRS RELEN RRRY LM min O LARRN REREN LR RRRRS LELEE RRLY RN min
50 100 15.0 50 10.0 15.0

LA 3 Hi%
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(100mL/2uL/1g)

201202_12
M1ETO-W1

100+

etofenprox
5.71

%1 170606

750 100 15.0
JKFIA] 1 Bt

(100mL/2uL/1g)

201103_27
ETO-E1 100mL

100+

etofenprox
5.71
242219
%_

LR BRI RRRRE BB B
50 10.0
AH 1 A%
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(100mL/2uL/1g) (100mL/2uL/1g)
201202_13 201202_14
M1ETO-W3 M1ETO-W7
100+ 100+
etofenprox
5.70 etofenprox
% 190504 o 570
160351
min O min O S reTE min
50 10.0 15.0 50 100 15.0
KFnAl 3 H#% KAl 7 H#%
AHRERS KRB D 7 v~ K75 A
(100mL/2uL/1g) (100mL/2uL/1g)
201103_28 201103_29
ETO-E3 100mL ETO-E7 100mL
100+ 100+
etofenprox
5.70
269543 etofenprox
o o | 5.71
%] % 195415
= min O min O e min
50 100 15.0 50 10.0 150
LA 3 A% LA 7 A%



(100mL/2uL/1g)

201103_22
ETO-W1 100mL

100+

etofenprox
5.70
178994

%]

750 100 150
AKFAF 1 H %

= min

(100mL/2uL/1g)
201103_23
ETO-W3 100mL
100+
etofenprox
% 5.70
163033
0 A R L L LA L
50 100 150

AKFaF 3 H &

(100mL/2uL/1g)

201103 _24

ETO-W7 100mL

100

%] etofenprox
5.71
128806

min 0 A AR aaes L ey w101 1)

5.0 10.0 15.0

(100mL/2uL/1g)
201110_15
M3ETO-E1 100mL
100+

etofenprox
5.70
327307

% —

4-3.

AHERs @kt 7 v~ -7 F 4

(100mL/2uL/1g)

201110_16
M3ETO-E3 100mL

100

etofenprox
5.71
312525

%

50 100 150

LA 3 H A%

427~

= min

(100mL/2uL/1g)
201110_17
M3ETO-E7 100mL
100
etofenprox
5.72
307785
%
0 TR Min
50 10.0 15.0

AH 7 B %



(100mL/2uL/1g) (100mL/2uL/1g)

201110_10 201110_11
M3ETO-W1 100mL M3ETO-W3 100mL
100 100
etofenprox
5.71
310801
etofenprox
% % 5.70
211878
O min O-SrrEeRE min
50 100 150 50 100 15.0
AKFA] 1 A% KFnAl 3 A%

(100mL/2uL/1g)

201110_12
M3ETO-W7 100mL

100

etofenprox
5.70

% 263153

4-4. ARERIEIRREI O 7 m~ b 27T L

(20mL/2uL/1g) (20mL/2uL/1g)
201102_29 201102_30
11/2Q 11/2 QR
100+ 100-
% %
etofenprox
5.70
l ] 349157
0 aaam == min 0 i min
50 100 150 50 10.0 150
L 0.1mg/kg ¥R

X 5. NEHEEEO I v~ K77 A
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(200mL/2uL/1g)

201209_27
ETO ST-1200mL

100+

etofenprox
5.70
% 244085

1.0mg/kg s
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RIR WA 1 A% KFn A

F

2020011118

KRIR B 3 A% FLA KIR HA 3 A% KAl

-433-



EE WO 1 Btk HLA

-434-



oo %1

I
5

LB
B 20 45

Sl iy

2020/09/16

T T
5 |

e
W@ 6

£

-435-



15

B A A e
20

35

IR Bm 7 A&

2020/08/24

B WA 1 Bt KA

Y

B #Am 3 B % KA

iR #Am 7 B KA

-436-
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