Auy BEXA (47700 T IRV VER)

BENEH D T N—Tb - BEOHTEEHO
AV EIUTNARYVIVERR

1 SHr8mE
AIIEDY
{b54 - 1,1’-iminodi(octamethylene)diguanidine
o1 CisHaN;
Gy 355.6
[SEEE HN.\\T,NHZ HgN\r/,NH
MH

_NH NH
~(CHzls \{CHf}s

iminoctadine
H B : The Pesticide Manual, 14th Edition.
A B (313
{b54 - 1,1’-iminodi(octamethylene)diguanidinium triacetate
2 RV C24Hs3N;O5
o 535.7
HE

Hﬁ NH HaoMN ﬁH
zﬁ/z . 2\f2

NH __MNH2 _—~NH  .3A
“~(CHaJs  “(CH3)s

A =CH;C D; iminoctading triacetate
PR HEERE A
21 S 143.0~144.2°C
RRE <0.4 mPa (23°C)
Sl ARE log Pow = —2.33 (pH=7)
ViR 7K 764 g/L

=X = 117, A% J— 777 B kg, 25C)
H{  # : The Pesticide Manual, 14th Edition.



Auy BEXA (47700 T IRV VER)

AP BT IR )VERE

=== 1,1’-iminodi(octamethylene)diguanidinium tris(alkylbenzenesulfonate)
o2 N RV CnHi51N;06S;  ((F-15)
SR 1335 (FF))
3 CeauE
+ +
HoNNH, HaN . NHa
+
MH MH NH 34,

—_— 2 -
~(CHaJs  “(CH3)s

A=C, H2,,+@—$D; iminoctadine tris(albesilate)

n=101to 13, ave. 12

LN HARA, AOROME
(2N 92~96°C

RRE <1.6X10" " mPa (60°C)
S BLARER log Pow = 2.05 (pH=7)
ViR 7K 6 mg/L (20°C)

AK ) —) 5660, =X /J—)L 3280, A Y 7w,/ —/ 1800,
NyBy 022, TR 0550 gL
TEh=FU, PrumaAF, pnFHr, FUL,
bR SR R OWEE =T v (20°C) ISR

H  #i : The Pesticide Manual, 14th Edition.

2. X R ORI
A7 XY HEERERE YR,
M 99.6% (FIOLAGSE T3E8Y)
T h=hVUJ, ZoakiLh, AH)—);:
PR RGN (RomiE T2 5Y)

TEr=FU LC-MS i (Faythisk T3 %)
K PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T L 7= /K
7T =V YRR JE ek (BE SR 52 8
A AT — K IPC-PFFA-5 (LC-MS H),
LIFIPC &4 (RO T35
KAk U oA Frk (B8 AL 5 1Y)



Auy BEXA (47700 T IRV VER)

s PRI (Fotpisge T35
=X (Aol NU RN AR (Frotfisk T3E8)
VU IKkFEH VUL RIERRR (FosisE T35
U o FRFRETR ULl = KFEHV T L2713 g KA LTIL & L%,

0.1 mol/L KE&{kF~ kU v KSR Z N 2.,
pH A — % —T pH=6 |ZFHHE L=t D,
WA A R =T T L
: InertSep CBA, 500 mg/6 mL (¥—=x /LA = )
T AHEHE AL - GFP  (Hl (L S ERT i)

3. EE XL

B K A RT— -+ FL K AG245}% TXS2002S

BFE T— 72 K+« FA FG-60KBM K 'FV-60KA2
NE S Y= 7 MX-X108

pH A —%—: F-72 (Jg35 8 pEpT i)

< BAEE AT >

ks v~ v 777 - HEGHEY AT A (LC-MS) -
7Lk 1100 LC/MSD

T — A AL 7 YL b ChemStation

< R BT >

ks a~ N7 7 - BE&SHEI AT A (LC-MS)
EHESRUERT LC-20A
B HL/ERT LCMS-2010EV

T — Z JLPRALE SHESRUERT LCMS Solution

4. PIEHEROBIESM
41 Wk v N 757 BRAFTE < ERE >
411 EEEEI o~ TF7

ViR N Inertsil ODS-SP (3 — /LA = 2 i)
W£E 2.1 mm, £ & 150 mm, Hif% 3 um

TABENR 5mmol/LIPC/ 7% =k U/l (60:40, v/v)

TR 0.2 mL/min

BT LR 40°C

AEHEA R : 5uL

PREFIRFRE] - 4.9 min



4.1.2. BESHTE
A A ALk

VLI AT AR
WL AR
XTTAY—HT]
A A ENETE

TIT AR —EE

A A ik

E=HYLIA A

Auy BEXA (47700 T IRV VER)

Tl haRxAFL— A4k (ESD
EE'—F

350°C

12 L/min

50 psi

3000 V

200V

SIM

m/z 356.3

42 BRI v~ N7 F 7 « BESWTE < REGCEHH ERE >
421 EEBEKIa~ NTF5 7

VIR AV

TABER -

TR

BT NI

FBHEAR -

PREFIRERT
4.2.2. BEIGHTE

A A Ak

RTTAY—T AR

b b7y 2R
R HHEREIE

A H—T A AEE

i A FE T
Q-array & /T :

A A RIS
E=FVTAF

Inertsil ODS-4 (¥ — = /L4 A = R i)
NEE 2.0 mm, £ 150 mm, Fif% 5 pm
5mmol/LIPC/ 7 & b=k UL
65:35— (10 min) —55:45

0.2 mL/min

40C

SuL

6.5 min

Tl 7 haRxFL— A FAbkiE (ESD
EE—F

1.5 L/min

200°C

1.5kV

EEAEEEYE)

I B A

SR EEE

SIM

m/z 356.3



Auy BEXA (47700 T IRV VER)

5. IREMDIER

A7 BTy R ORERER152mg (X /7 7 XY L7T10.0 mghH¥4) %50 mL
DAAT T AEREL, AKX — VT L T200 mg/LEEERE AR L=, Z OJFIK
B, AX ) — L CHRL TI0 mg/LEEERIE 2R L, SOICZOEEFEERE7 2 =1
JV,/'5 mmol/L IPC (50:50, v/v) {R#E TAR L C0.00025, 0.0005, 0.0025, 0.005%% 7T80.01 mg/L
DOFEHERI 2 R Uiz, 2 D5 uLZ e R0k 7 v~ 75 7 JE&GHTFHIEA L,
F—ZFRAEE A AN TA 2 ) 7 20— 7 miEZHE L, SllcEE (ng), #iEEhc
V— 7 fifi % & o TREMZIER LT,

6. DT

6.1.1. FAEDORITLIE

S LICHEHIEREZ &Y, S22 HI6nFI L7 bONbRAD2 22T FbE 1%,
RN E R T, ENENORERABEER LT, RAOLAIX, EELE-721%,
UL CHEIEAICERY , RER00 glzxf LT/ 7 =V U HERIES0 g2 N L € 2 &3 — CTHEEfR
B—{b Liztk, #E L THIERTF (—20CHRE) Lz, REOLAIX, EEE &4,
A L CHEAEZICHLY , 3URH00 glzxt LTK100 g N7 =3 IR S0 g2 N L T
X —TCERY) b L7-t, B L THERG (—20CRE) L, £, BoRHWE
EEREEELHOVCTRENERREREL (%) ZHEMH LK,

6.1.2. HhiH
6.1.2.1. A

Bk L7=akkl25 g GRUER0 gffi4 &) 2 =7 7 2 2|2iE0 £, 2 mol/LKER{LT
N T AE/AX ) — VRS0 mL& N %2 T30 R & 5 i U=, #2577 A
AR AN T LIRS CE| Al L, FEEAE A X/ —/140 mL T, FRIERIZ A LT,
AREBHOEAHX 7 —)LT200mLIZER L, £D20mL GUER gli4 &) Z0H L7,
6.1.2.2. B

Bt U7=ikR25 ¢ GRUEHO gfiX &) 2 =/~ 7 2A2l2iE00 &V, 2 mol/L/KER{LT
NU T LEH AL ) — V150 mLZ Iz T304 IR & 5 it L7z, st & 1 o 2 ki
AREE BN T LR CREI Al L, FRiEE A X 2 —/140 mLTHEV, [RERIC A1 LTz,
AiREEHOEAHX ) —)LT20mLIZER L, £D20mL GUEH gl &) 2oLz,
6.1.3. 7 1 RV AEREE

S E U T HIRIZ10% 366 T N U O AIRI0 mLE OV v e R /L 220 mLE Iz, R E D
A MWTSORIM LIRS 5 Uic, BReiiER, AlEEE 2oL, KElZids rrR
v 220 mLZ& A [FIER DR & 5 MOV RO EA 10 IR U7z, 2ABEEEE 25 o, 40°C
LUTF ORI o CRERME L, RRITERKLE N Tz E LT,



Auy BEXA (47700 T IRV VER)

6.14. A ALV RBI=H T AL DRBR

A A A = H T BT A K =S5 mL, K5 mLE OV BEFRERS mL 4 EXRG T L
AALEL LTz, FRWW % V) iR Eids mLICHfR L, BE OB L7k, GA 4o i =
T DT Lz, 8512, U UEEERS mLE DA X J —10 mLEHK FL, Zhbo
TR & 5T, RIZ, 50 mmol/LIEIR & A A % 7 — /W15 mL& i F L, IR Z 4B L 72,
6.15. &

A F LA =5 T AORHIRIZ T E F= K~ UL /5 mmol/L IPC (50:50, v/v) &%
MMZ20 mLIZER L, HEIZSCTRIBK CTHAN LTz, ZOEIKDS pLz iRt St 0k
sa~ N7 EEOWFHIEAL T —7 HfEEZRD, MERLIVAI ) 72V 0D
EEARD, REFORERELZRH L,

6.2. EERME (LOQ) KUMHIRAME (LOD)

TE PR Y & B L & RV IR RPN i TE RERR A
(ng) (2 (mL) (nL) (ppm)
KA
0.0025 2 40 5 0.01
KRB
0.0025 1 20 5 0.01
/MR R AR i & R AEVRIR A& T H BR A
(ng) (2 (mL) (uL) (ppm)
KA
0.00125 2 40 5 0.005
R
0.00125 1 20 5 0.005




Auy BEXA (47700 T IRV VER)

6.3. [EIXEE

IINTIERER DT, B O F K OV B O BEALEEEUEL 2 -\ T, 0.01 ppm (E &R
), 0.25 ppm & OS5 ppm IR N2 31T 5 FIUGER 2 4 513 AT CHM L7z, S BIZRZIT
OWTIE, B O BEAEEE 2 AV CTL0 ppm#ESINEIILGRER & S3#E 38 CHEi L=, 728,
HEALFREURH I 21 0T L, 2 CERBRART (<0.01 ppm) Thoto, RINGRERFE R Z RIS
Y,
6.3.1. EPIDEILE

v ) IF/=35 53 E}E SR [ENN =R RSDr
(ppm) (%) (%) (%)
B IRy 5 94, 92, 88,
89 5.0
86, 83
=y 0.25 81, 80, 74,
76 6.1
72, 71
=15 0.01 81, 80, 73,
75 6.4
73, 70

6.3.2. R DENY=R

Fav s TSI B EIES NS E I RSDr
(ppm) (%) (%) (%)
B IF 10 106, 98, 97,
98 4.7
96, 94
B IiF 5 109, 109, 107,
107 2.3
107, 103
IR 0.25 100, 99, 98,
93 9.5
84, 82
E15 0.01 96, 85, 81,
82 11.6
79, 70




Auy BEXA (47700 T IRV VER)

7. RBEEH

BT AR SRR 2 T DA FEDOEEOE RO ERMICOWT) CEMRIF4H 1A
TR TS EAS ATERE AR A RER R EE) ([ZEOE, NEKEEHZIT- T,
FRIEYE . 20MIAE A0 T8I, A 1 IROELEEUR X T0.1 ppmisIIElE (7
U7 g—ar ha—Likkh) 208 Lz,

7+ VT 4 —ar ha— LB TR R A R,

77, 2011410 H £l oA LE AR S EHAE (MHEEARLELZeEY s #—)
BT HZAaATIZETZILQLTH T,

71.7 % VT 4 —a v boa— LB s 5

7.11.8H
Skl fEH L7 Ml S AL
(%) 53 MK (ppm)
2013/3/14 KIK 70 <0.01
2013/3/15 A 70 <0.01
2013/3/13 IR 81 <0.01
2013/3/18 =y 73 <0.01
71288
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2013/3/14 K 78 <0.01
2013/3/15 N 77 <0.01
2013/3/13 =y 79 <0.01
2013/3/18 ET IR 90 <0.01




Auy BEXA (47700 T IRV VER)

8. = hU v AZHROMER

~ b U 7 AREHERRIRIE, 45 5 O BALEERAURL O BRI mL& A BT T 2 225y B
L, 40°CLL T ORI CRRUERGHE L, ZEFRK P CEEZ R L7k, 0.005 mg/LOKRE
R EAERRIR] mLIZVEME L CRRBL L=, ~ b U v 7 ZARREH IR R &2 IR T,
8.1.15RH

~ MU w7 AR

e

(%)
KK 82
=5 Al 97
=15 71

8.12.8 5%
~ hU v AR

Stk s

(%)
KK 101
1= N 78
IR} 106




Auy BEXA (47700 T IRV VER)

9. REFREMHBR

B)—{b L e S AN AL G 2 N L, —20°CIZBRERAT L7z, —ESIFRTF LT
%, [RRRIZONT L CEINEREEZ KD RAFFOREMNZ MR LTz, IRAFLZEMRBROERE

FIRT,
9.1 RADRGFLEMERERAE R
VRN B ‘ PR A7 1 R EE A S ENE S
7l 544
(ppm) (H) (%) (%)
0.5 KR 243 (2012/7/18-2013/3/18) 77, 74 76
0.5 =t 229 (2012/8/1-2013/3/18) 78, 73 76
0.5 Bl 256 (2012/7/5-2013/3/18) 75, 75 75
9.2. B DIRTGFL EMRERGE R
RN B ‘ PR A7 1 EEa SR R
IF 544
(ppm) (H) (%) (%)
0.5 Kk 243 (2012/7/18-2013/3/18) 98, 97 98
0.5 = 229 (2012/8/1-2013/3/18) 104, 99 102
0.5 Bl 256 (2012/7/5-2013/3/18) 98, 94 96

10



Auy BEXA (47700 T IRV VER)

MR-1. A2 )7 FV D RARRT ML
MBE-1-1. A I 27 BDVDRRAARY ML < BRFEHHIER >
7Y Lk 1100 LC/MSD

*MSD1 SPC, ime=6.89 of C\CHEMZ2_BACKUPMIDATAKI30201\K130201SCANDO04D  APIES, Pos, Scan, Frag: Var, "Positive”
@
100-] 8
Max: 220736
0
60,
204
@
5
(3]
204
©
<
—
o™
0 | - | | | s
S R
300 310 320 3D 340 3D 360 370 380 390 m

MBI-1-2. £ 27 FD DT RAARY ML < BEBHIIER >
S ERLERT LCMS-2010EV

Inten. (x1, 000, 000)

356. 25

4.5
4.0
3.5
3.04

2.5

11



Auy BEXA (47700 T IRV VER)

fR-2. BEOI7a~< 55 (REHF)

BEYESL 0.05ng

it 0.0025 ng

MSD1 356, EIC=356:357 (C:\CHEM32\1\DATAIK130315K130315000133.0)  AP!

LG 05
SuL/40 mL/2 g

MSD1 356, EIC=356:357 (C:\CHEM32\1\DATAIK130315K130315000137.0) - AP

MSD1 356, EIC=356:357 (C:\CHEM32\1\DATAIK130315\K130315000106.0) AP

3000 3000 3000-|
2500 2500 | 2500-]
2000 2000 2000-]
1500 1500+ 1500-]
1000 1000+ 1000-|
500 500 500-|
T T T T T T T T T T T T
25 5 15 0 i 25 5 15 0 o 0 25 5 15 0 m
iR SR 1 Bk EiR S[R3 iR EWR S R 7 H %

Sul/40mL/2 g

SuL/40 mL/2 g
MSDI 356, EIC=356:357 (CCHEM32\IDATAKI30315K 130315000116 D) AP|

3000

2500

2000

1500

1000

500

Sul/40mL/2 g

MSD1 356, EIC=356:357 (C:\CHEM32\1\DATAIK130315K130315000113D) - AP

3000

2500

2000

1500

1000

500

B MSD1 356, EIC=356:357 (C:\CHEM32\1\DATAIK130315K130315000117.0) - AP
3000
2500
2000
1500
1000

N R D™

12



Auy BEXA (47700 T IRV VER)

fX-3. BEora~< 755 (REHF)

intensity

intensity

FEAE S 0.05 ng

K130315-002
2013/3/15 20:41

[1-1MS(E+)m/z 356.25]

EIR AL
5uL/20mL/1 g
K130315-005

2013/3/15 21:43

HEHESL 0.0025 ng

K130315-010

2013/3/15 23:26  [1-1MS(E+)m/z 356.25] [1-1MS(E+)m/z 356.25]

14000 14000 14000
12000 12000 12000
10000 10000 10000
8000 £ 5000 £ 8000
6000 6000 6000
4000 4000 l 4000 l/
R Ao P U \V Sy

2000 2000 2000

0 2 4 6 10 12 0 2 4 6 8 10 12 2 4 6 8 10 12

time(min) time(min) time(min)

Eiky S [EEE 1 Ak iRy S [EILEE 3 A% Hiky S ELHE 7 B4

5 uL/1000 mL/1 g 5 uL/1000 mL/1 g 5uL/1000 mL/1 g

K130315-017 K130315-015 K130315-013

2013/3/16 1:50  [1-1MS(E+)m/z 356.25] 2013/3/16 1:09  [1-1MS(E+)m/z 356.25] 2013/3/16 0:28  [1-1MS(E+)m/z 356.25]
14000 - 14000 14000
12000 - 12000 12000
10000 - 10000 10000
8000 [ € 8000 l/ £ 8000 l/
6000 | 6000 6000
4000 4000 4000
2000 2000 2000

o 2 4 6 10 12 0 2 4 6 8 10 12 ) 2 4 6 8 10 12

time(min) time(min) time(min)

13



Aay XA (VEXFH=)L, AZTFI)LM)

BEAE D T N—T1{ - BBEOITEEMO
VEFY=, AFTFINUM

1. STt mE

VEXFY =0
b4 1-(2-cyano-2-methoxyiminoacetyl)-3-ethylurea
GaRsaE= Vi C;H,oN4O;
oy 198.2
HEER 0O 0O
I H I H
EC—%—C—N—C—N—CJ@
NOCH;
PR A
2L 160~161°C
ARUE 0.15 mPa (20°C)
S BLARER log Pow = 0.59 (pH=5), 0.67 (pH=7)
Tt 7K 890 mg/kg (pH=5, 20°C),

~FH 2 0.037, b= 529, 7 =KV 57, HiE=F /L 28,
n-427 %/ —)v 143, A%/ —)L 229, 7&K~ 624,
Pymu ALy 133.0 (UL gL, 20C)

Hi B : The Pesticide Manual, 14th Edition.

AZTHVIVM
b5%4 methyl N-(methoxyacetyl)-N-(2,6-xylyl)-D-alaninate
%%i . C15H21NO4
GaRuat o 279.3
i
RETE S o0 CHs
1 H
CH30 _C CH_
3TN CH; N7 NCO,CH;
CHs CHs

116 SR/ R IR VA
AR 3.3 mPa (25°C)
TRFRIE K 26 g/L 25°C), n-~FH > 59 g/L,

T by, BERTTFIL, AKX ) —), YVrunAX, Lz,

14



Aay XA (VEXFH=)L, AZTFI)LM)

n-A427 % ) — AT A
H{  # : The Pesticide Manual, 14th Edition.

2. FEHESL R ORE
UEX Y = UERE RS,

AT XL M EEHER

HIEE 99.9% (Fnofeflizhk T 23EHy)

MR 98.9% (Rt T365))

TER=RUL, TEIY, AX ) — ) FREEEEEN T (Fesiss T38)

TEhr=FU )
WERE -
K

LC-MS il (Fuotfilisk T35
AR (FoEmie 6%
PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T L 7z /K

77774 NI—R =0T A

3. EEBERUBER
(RPN
(=R
IxY—
REVFA Y —
WKk~ ~777 -

T A ALERAEE

InertSep GC, 500 mg/6 mL (" —= /LA = X H)

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
T7 «x T4 1iRZ—7 BLIXER-5Plus
kinematica PT 10/35, PT3100

TR AT A (LC-MS/MS)

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

4 BB a< 757 BESWE OBIESME
A1 BRI v~ N7 77 - BEOWE
411 BHEEEKI a~ T T

T

RN
LI

77 LR
AEHE AR :
PrfrriRsfA] -

Luna Phenyl-Hexyl (Phenomenex )

W 2.0 mm, £ 150 mm, FifE 3 um
KT E F=F U 2%EEE (65:30:5, v/viv)
0.2 mL/min

40C

10 uL

EFY =/l ; 6.5min

AKX TXT LM ; 15.6 min

15



Aay XA (VEXFH=)L, AZTFI)LM)

4.1.2. BESHTE

A FAIE L7 b AT L— A F1biE (ESD
EE—R

a— AR 50 L/h (Ny)

JRAVA L TT A i 600 L/h (N5)

AL AR 350°C

V—A7uayZiRE:  130C

¥y 7 U—EE: 3.2kV

a—HRIE TEFY =10V
ARTXUIAM; 1TV

a2y vaERE: EXFH=L 10V

AHTHRIIL 15V
(2 Y a A Ar)
A F R MRM
FT=H VL TAF s UEXY =L T I —Y— A 4 m/z199.0
TaXx s hAAFYy  miz127.9
AT XUNAM ; TV H—H—A 4 m/z280.1
Tai s vy m/z220.1

5. BREMDOVER

VEXY LR OA X T H T IAMOEAENRER10.0 2 0010.1 mg (%£10.0 mghAY) %% 4 50
ML A AT T ATKEFE L, 7 b A L CT200 mg/LIEHERGR 2 8 L=, & Fk%
HLETOIRAGL, KT = b U (7525, viv)IE#K CTAFR L C0.0005, 0.001, 0.005, 0.01
K TR0.02 mg/LOIRAIEMERIK 2R L7, £ D10 pLE ARtk v~ v77 7 -
BESWEHIEAL, F—ZAEEZ AW EXF Y= AR NA X T H MO B — 7
mREZHEE L, Ml ER (ng), Ml — 2 HEEEZ & > THEBREREZER LT,

6. SHTiE

6.1. HTHAE

6.1.1. FEIDORILHE
ZHELUCABHIERZZEY, SxZ2HEHC6nEI LI b O AD2 o2 GhEiik,

R ERBITHT, ZNENOREARZER L, ERE B 71%, BE L THIRIRF
(—20C&E) L7z RASHRFHITIZRAOF LRI Z MY, ML, Ix%H—TH—1{b
U7o, BEOHTRRCIIR oA LR Z iy, oL, Ix¥—Ty—fbl7, £/-, &
ST-RAEEEREEELZHOCRAREERL (%) ZHEMH L,

16



Aay XA (VEXFH=)L, AZTFI)LM)

6.1.2. fHH
6.1.2.1. BH

=t L7=3kkR20 g =7 7 2223 L, 7& K100 mL& 02 T304 [z &
2 L7z, it & A A B0 7 il LR Sk TS| Al L, #5477 & B 250 mLTHEY,
FHEICAE LTz, AEEbETE FrT200mLICER L, £D4mL GGREH.4 ghi 4 &)
AL Tz, B U7 RIS K10 mL& RN L72%%, 40°CLL R DK Gl E s L,
TERNEEELE,
6.1.2.2. R

Bt L7=ilBH0 g =A 7 7 A2A3EImh &0, 78 b 70 mLE M THREDFA W
— TCHEh L7e, &% 7 MOAME LIERE 27 7 S 30 mL T L, TRk A Aot
300 MR & O Lz, Wz ARz oo Tl iR TRe I A L, #RiE4 7 2 F 50 mL
T, FRICAB LTz, AiEARDLETE M T200mLIZERL, £O8mL (GAEH0.4 ¢
FIME) Z24W LT, AE L 7=fHigIC /K10 mLZ2EI L=, 40°CLLT o/kigth CliE
BiEL, TERNCEEELE,
6.13. 7777 A bI—RUI=hT AL DR

77774 M=Ky =0T KA ) —/V5 mLEOVKS mLZNEXRGE F URTALEE L
Too AIEADBMREZRINE L7 T 7 74 M=K I=h T 2T F L, S5ITK
/7 by (80:20, viv) JRIEI0O mLEJ FL, T LOMHKERE Tz, RICAHX /—)b
15mLZ3i F L, IR Z 0B U7, s B L 72 iR 72 b= b U110 mL%& 00, 40°C
LUT 7Kg o CIE AR L, RBITERKL F Tz E L,
6.1.4. EE

W a7/ =K UL (75:25, viv) 1RIEA mLICEEME L, SEIZE U CRIBKR CA
W7z, ZOWED10 pLERTREEFOWE s a~ 75 7 B EGHRHIEAL TE—2
M2 RO, MERELZY VEXFT =V RRAZ TXF VMO EREZRD, BB OKRE
REZFH LT,

17



6.2. EERME (LOQ)

Aay XA (VEXFH=)L, AZTFI)LM)

EOBHBAE (LOD) ~

E B PRAAR Y & BRI & ARSI & E PR
(ng) (2) (mL) (nL) (ppm)
g0l
0.01 0.4 4 10 0.01
KRB
0.01 0.4 4 10 0.01
/MR AR HER i B B RTRIR A& TR RS
(ng) () (mL) (nL) (ppm)
R
0.005 0.4 4 10 0.005
KA
0.005 0.4 4 10 0.005

XYoL, AXTERIILMIEIWT RS E UfE

18



Aay XA (VEXFH=)L, AZTFI)LM)

6.3. EIXR
IINTIERMEGR DT, EIRFI* O F P e OV O BEALEEEEL 2 -V T, 0.01 ppm (B &BRSR
), 0.25 ppm &% N5 ppm SN EEIZ 351 2 [BIGRER 2 &S00 C5EhE L=, 7pds, ML
BEEURHI2IE 04T L, & CEREBF AN (<0.01 ppm) Th -7, BEIUGRERGE R 2 £ ITRT,
FAL Y2 B4R I K A A A e R A b T2 B A 3 0D i IR AR AL PR A FH
6.3.1. RADEIY=R

vt N FE ENYES SR RSDr
(ppm) (%) (%) (%)
EXH =L
IR 5 98, 97, 97,
94 5.1
91, 87
B IEFIT 0.25 92, 91, 91,
90 2.8
88, 86
B IRFIT 0.01 107, 106, 99,
100 6.3
97, 92
AL TXI)M
B IR 5 107, 107, 104,
105 2.1
104, 102
B IFFIT 0.25 109, 102, 101,
102 4.9
101, 95
B IR 0.01 98, 97, 96,
96 1.6
95, 94
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6.3.2. R DEXHE

Aay XA (VEXFH=)L, AZTFI)LM)

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
rEXY =L
BRI 5 120, 109, 109,
110 5.3
107, 105
BRI 0.25 100, 99, 97,
97 2.4
97, 94
B IR 0.01 117, 115, 113,
112 4.9
110, 103
A X TXIM
B IRFIT 5 98, 98, 98,
98 0.6
97, 97
B IRFTT 0.25 90, 90, 87,
88 2.1
87, 86
BRI 0.01 97, 96, 92,
93 3.6
91, 89

20



Aay XA (VEXFH=)L, AZTFI)LM)

7. RBEEH

[ BT A R 2 T DA SO EEOEHOERMITOWT) CEMRIF4H 1A
TR TS EAS ATEE AR A RER R EE) ([ZEOF, NEKEEHZIT- T,
EHILYE . 20K A D T LIS, & 1 BIROBELHECE X V0.1 ppmiINEEr (7 +
U7 g—ar ha—Likkh) 200 Lz,

7T 4 —ar ha— L RES TR R A R,

77, 2011410 H £ o & L E AR S EHAE (MHEEARLEKLZeEY v #—)
BT HZAaATIZETZILLTH T,

71.7 % VT 4 —a v boa— LB s

7.11.8H

i) % AR M| il L 7= [ I LI
(%) 53 M E (ppm)

vEXH =L 2012/8/23 KIK 110 <0.01
2012/8/29 s 92 <0.01

2012/8/16 B IR 102 <0.01

2012/9/5 =15 102 <0.01

ABTHRIAM 2012/8/23 I 101 <0.01
2012/8/29 Syl 89 <0.01

2012/8/16 =0 101 <0.01

2012/9/5 BT IR 103 <0.01
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Aay XA (VEXFH=)L, AZTFI)LM)

71288

R34 VAR ilE il L 7= [ I AL
(%) 3T (ppm)

EXH=L 2012/8/27 I 109 <0.01
2012/8/31 i %0 110 <0.01

2012/8/22 BT IR 104 <0.01

2012/9/5 BT IR 109 <0.01

A2 TXNAM 2012/8/27 /3 93 <0.01
2012/8/31 N 94 <0.01

2012/8/22 e 102 <0.01

2012/9/5 =105 107 <0.01

8. ¥ MV v AR OHET

~ N v 7 AREHERRIRIE, £ B O AR O B AYATR L mLZ& ) AR 7 Z 2 2255
L, 40°CLL F oK CRIERME L, R F CREEAZ B E L72#%, 0.01 mg/LORREH
FREAES Ul mLICHSAR L CRREE L7z, = R U » 7 ZEB R R &2 RITR T,
8.1.1.2A

~ kU w7 ABNE

534 Akt

(%)

VEFH =L /] 105
[SFsL 77

IR 96

ABTHRIAM /3 102
[SFsL 98

(=15 100

22



Aay XA (VEXFH=)L, AZTFI)LM)

8.1.2. 8
WA, e YT AR
(%)
EXF=L KIK 88
Pt 102
IR 100
AB T XM I 101
e 103
B IR 113

9. REFEREMRB

B)—{b U e S LN b A 2 i L, —20CIZBRSR(E LT, —EMFIRAE L
7%, [FERICOHT L TR Z RO | RAFPOZEM 2 LTz, RAFZEMRBR OGN R

B RITRT,
9.1. R DIRGFZ EMRERGE R
9.11.>FFHY =1
VAN =JES ‘ PRAFHIE EIJyEs RS EJI s
GiEZEd
(ppm) (H) (%) (%)
0.5 KIK 49 (2012/7/18-9/5) 97, 96 96
0.5 = 35 (2012/8/1-9/5) 99, 98 98
0.5 IR 62 (2012/7/5-9/5) 101, 100 100
9.12.AFZ 7% VM
VAN =JES PRAFHIE EIJyEs RS EJI s
[l 35544
(ppm) (H) (%) (%)
0.5 Ik 49 (2012/7/18-9/5) 95, 95 95
0.5 =l 35 (2012/8/1-9/5) 93, 93 93
0.5 IR 62 (2012/7/5-9/5) 93, 93 93
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Aay XA (VEXFH=)L, AZTFI)LM)

9.2. R DIRFREMRBRE R
921.vFEFY =/
IR EE ‘ PRAFHIE [EINEES SRS [EIN R
#5544
(ppm) (H) (%) (%)
0.5 KIK 49 (2012/7/18-9/5) 104, 104 104
0.5 =50 35 (2012/8/1-9/5) 104, 104 104
0.5 == 62 (2012/7/5-9/5) 106, 105 106
9.22.AXAF 7% VM
IR EE ‘ PRAFHIE [EINEES SRS [EN R
%4
(ppm) (H) (%) (%)
0.5 KIK 49 (2012/7/18-9/5) 96, 95 96
0.5 = 35 (2012/8/1-9/5) 92, 92 92
0.5 == 62 (2012/7/5-9/5) 97, 95 96
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Aay XA (VEXFH=)L, AZTFI)LM)

-1, = A ALY R L
F-1-1. EFEXFH= LD~ RRART kL
VEFXFY=NDTAANRY MV (—RA A V) O—fF (IEE—K)

G090817¢_02 4 (0.160) Cm (2:14) 4: Scan ES+
100+ 199.0 1.54e7
% 152.2
199.9
T T T T T T T T T T T T T T e M/Z
150 160 170 180 190 200 210 220 230 240 250

VEXH LD TaX Y FAX AT N LD —1]
(FVI—Y—AF ; m/z=199.0, IEE— R)

G090817c_04 11 (0.441) 4: Daughters of 199ES+

100~ 127.9 1.23e7
%o
LR R D R R B R R B I R R R L R R R R R LA R AR R AR AR AR RN m/Z
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200
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Aay XA (VEXFH=)L, AZTFI)LM)

fHB0-1-2. AZFHXIVNAMD<RARRY f L
AL THRIUNAMDY AANRY [V (—IRA ) O—f] (IEE—F)

G120530_02 8 (0.310) 3: Scan ES+

1004 280.1 1.72e7
302.0
%
248.0
0 T T T T T T T T T T T 1 m/z
230 240 250 260 270 280 290 300 310 320 330

ABTRUNAMD T OK Y NAXx AR LD
(FV I—Y—AF> ; m/z=280.1, IEE— R)

G120530_04 9 (0.341) 2: Daughters of 280ES+
100~ 2201 3.08e6

192.1

%

0 T T T T T T T T T T T T 1 m/z
100 120 140 160 180 200 220 240 260 280 300
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Aay XA (VEXFH=)L, AZTFI)LM)

MR-2. BEDOIZu< N5 A (RFEH)
fR-2-1. YEFY=rDra~ 75 A

FEAESL 0.2 ng

FEAES 0.01 ng

iR LR
10 pL/4A mL/0.4 g

MRM of 2 Channels ES+ D120820_25

MRM of 2 Channels ES+

D120820_18 MRM of 2 Channels ES+ D120820_21
199 > 127.89 199 > 127.89 199 > 127.89
1007 4.30e4 1009 4.30e4 1009 4.30e4
% %-| %
o T T T 1 Time 0 T T T 1 Time 0 T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
R 3 [EILEE 1 AR iR 3 [ELEE 3 Bk iR 3[R 7 Bk

10 pL/4 mL/0.4 g

10 pL/4 mL/0.4 g

10 pL/4 mL/0.4 g

MRM of 2 Channels ES+

D120820_14 MRM of 2 Channels ES+ D120820_16 MRM of 2 Channels ES+ D120820_23
199 > 127.89 199 > 127.89 199 > 127.89
1007 4.30e4 1007 4.30e4 1007 4.30e4
%] % %-|
T T T 1 Time T T T 1 Time T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
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fF-2-2. AZFXINVMDT a~< kI 5 A

FEHESL 0.2 ng

Aay XA (VEXFH=)L, AZTFI)LM)

FEHESL 0.01 ng

10 pL/4A mL/0.4 g

D120820_18 MRM df 2 Channels ES+ D120820_21 MRM of 2 Channels ES+ D120820_25 MRM of 2 Channels ES+
280.1>220.1 80.1 > 220.1 280.1>220.1
1007 5.80e4 1007 5.80e4 1007 5.80e4
%] % %-|
T T T T 1 Time T T T 1 Time T T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
IR 3 [EILER 1 OH % IR 3 [ELEE 3 A% ER 3 [ELEE 7 Atk

10 uL/4 mL/0.4 g 10 uL/4 mL/0.4 g 10 uL/4 mL/0.4 g
D120820_14 MRM of 2 Channels ES+ D120820_16 MRM of 2 Channels ES+ D120820_23 MRM of 2 Channels ES+
100+ 280.1>220.1 10 280.1>220.1 100+ 280.1>220.1
5.80e4 5.80e4 5.80e4
% % %
0 T T 1 Time 0 T T T 1 Time O T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
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Aay XA (VEXFH=)L, AZTFI)LM)

MR-3. BEEOrZa< N5 A (RFEH)
fR-3-1. VEFY=rDra~ T T A

BEYESL 0.2 ng BEYESL 0.01 ng A s
10 uL/4 mL/0.4 g

D120827_09 MRM of 2 Channels ES+ D120827_12 MRM of 2 Channels ES+ D120827_05 MRM of 2 Channels ES+

199 > 127.89 199 > 127.89 199 > 127.89

1007 3.40ea 100 34064 1% 3.40e4
% % %

I

o T T T T T T 1 Time O T T T 1 Time O T T T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
R 3 [EILEE 1 AR EIRE 3 [AILEE 3 AR EiR 3[R 7 AR
10 pL/60 mL/0.4 g 10 uL/60 mL/0.4 g 10 uL/40 mL/0.4 g
D120827_14 MRM of 2 Channels ES+ D120827_16 MRM of 2 Channels ES+ D120827_18 MRM of 2 Channels ES+
199 > 127.89 199 > 127.89 199 > 127.89
1007 3.40e4 1007 3.40e4 1007 3.40e4
%] % %-|
T T T T T 1 Time T T T 1 Time T T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
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Aay XA (VEXFH=)L, AZTFI)LM)

F-3-2. AZFXINVMDT a~< TS5 A

FEHESL 0.2 ng FEHESL 0.01 ng ik EALER
10 uL/4 mL/0.4 g
D120827_09 MRM ¢f 2 Channels ES+ D120827_12 MRM of 2 Channels ES+ D120827_05 MRM of 2 Channels ES+
280.1 > 220.1 280.1 > 220.1 280.1> 220.1
1007 6.00e4 1007 6.0064 2007 6.00e4
% % %

l i

S | e A

T T T T T T 1 Time T T T 1 Time T T T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
IR 3 EILEE 1 F % IR 3 [EISLEL 3 A 1 IR 3 [EILEL T Atk
10 /100 mL/0.4 g 10 uL/100 mL/0.4 g 10 uL/80 mL/0.4 g
D120827_25 MRM of 2 Channels ES+ D120827_27 MRM of 2 Channels ES+ D120827_29 MRM of 2 Channels ES+
280.1>220.1 280.1>220.1 280.1>220.1
1007 6.00e4 100 6.00e4 1007 6.00e4
% % %
0 T T T T T 1 Time 0 T T T 1 Time O T T T T 1 Time
0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00 0.00 5.00 10.00 15.00 20.00
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1. HrxtgE
A TVA
154 -

FEET

=3
==

% &

&
EEA

=

%

i

oy
o)

Auay XA (A% R)

BEAE D T N—T{ - BBESITEEHO
A )Y R (R UA, AE VD)

(2R,3aS,5aR,5bS,9S,13S,14R, 16aS,16bR)-2-(6-deoxy-2,3,4-tri-O-methyl-a-L
-mannopyranosyloxy)-13-(4-dimethylamino-2,3,4,6-tetradeoxy-p-D
-erythropyranosyloxy)-9-ethyl-2,3,3a,5a,5b,6,7,9,10,11,12,13,14,15,16a,16b
-hexadecahydro-14-methyl-1H-8-oxacyclododeca [b] as-indacene-7,15-dione
C41HgsNOy

732.0

(Hac)zN\%\ g HCO ¢
: 5

HaC

AE /)T A:R=H, At/ D :R=CH;

=N s

84~99.5C

3.0x 10> mPa (25C)

log Pow = 2.8 (pH=5), 4.0 (pH=7) , 5.2 (pH=9)

7K 89 ppm (ZAE47/K, 20°C), 235 ppm (pH=7, 20°C)
TELM168, TEIN=FUIN 134, YT RAF L 525,
A~ 0448, AKX —)V 19.0, n-AF 7 X/ —/L 0.926,
cvx s 457 (Lh kg/L, 207C)

H  Hi : The Pesticide Manual, 14th Edition.

A/ vD
{54

(25,3aR,5aS,5bS,9S,13S,14R, 16aS,16bR)-2-(6-deoxy-2,3,4-tri-O-methyl-a-L
-mannopyranosyloxy)-13-(4-dimethylamino-2,3,4,6-tetradeoxy-p-D
-erythropyranosyloxy)-9-ethyl-2,3,3a,5a,5b,6,7,9,10,11,12,13,14,15,16a,16b
-hexadecahydro-4,14-dimethyl-1H-8-oxacyclododeca [b] as

-indacene-7,15-dione
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Auay XA (A% R)

CaRs eV C4HerNO

TR

1EE
*%LI (H30)2NF3C%\O§ HSS? CHs ocH,

Pﬁcm
H3CH2C
Z¥ )3 UA:R=H, At /3D :R=CH,

ES 7N IR B b
2 S 161.5~170°C
ARUE 2.0x 10> mPa (25°C)
rBeARE log Pow = 3.2 (pH=5), 4.5 (pH=7) , 5.2 (pH=9)
TRFRIE - 7K 0.5 ppm (ZZEE/K, 20°C), 0.33 ppm (pH=7, 20°C)

TR 101, 7ERF=RFUJL 0255 Y7 uan XX 4438,
~FH 0743, AKX ) —v 0252, n-A 7 Z J—)v 0.127,
hxy 152 (B kgL, 20C)

Hi B : The Pesticide Manual, 14th Edition.

2. 1RYEM R UASE

AE )T AKERER,
A )T D EERES

T hr=hFrU )L
TER=FU):

Flx=FnT7rIv:
WEle 7 > =17 A -

Wk~ 757 .

ML 94.3% (FRATHE T3EHY)

ML 96.9% (FRATHE T2EHRY)

PR RG] (Rl TR

LC-MS i (Fneffie T3 HY)

AR AR (Foemlie T2

AR (Foemiie T2

PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T 8 L 7z /K
InertSep CH, 1 g/6 mL (¥ —x /L1 = 2 i)

A RZ—+ FL K AG245K 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
7 +«xh T A vRZ—7 BLIXER-5Plus
kinematica PT 10/35, PT3100

HEHEES AT L (LC-MS/MS)
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Auay XA (A% R)

V7 —H — X 2695 HPLC
¥ 4 —# — A Quattro micro
T — Z JLPERALE ¥ 4 — 4% — X MassLynx 4.0

4. WE7a< W75 T BESWE OBIESME
41. iR a~ 757 - BESWE
411 BHEEEKI a~ T T 7

VIRV InertSustain C18 HP (¥ — /L1 = o A i)
£ 2.1 mm, £ & 100 mm, Hif% 3 um
T HEIR 7 F=bFUV5mmol/L BEfET E=7 A (85:15, v/v)
ik 0.2 mL/min
T BIRFE 40°C
AEHEA R : 10 pL
PREFIFR AE /T A 5.6min

A¥ /D ; 6.6min
412, BEOSWE

A ARk Tl 7 huAFL— A FAkiE (ESD
EE—F

= AP 50 L/h (N3)

VAL 1 A i & 500 L/h (N,)

JRAVAE T AR 350°C

V—A7 oy ZiwE: 100C

¥yt 7 U—dEE: 32kV

a—EE 40V (Kk5y)

alPa L EBE 30V (FRD)
(Y ¥a A, Ar)

A A UM MRM

FT=H VU TAF Y A VUA G T =Y — A4 m/z732.5

TuXx s A4y miz142.1

A D TV =Y —A A m/z746.5

Ty "AAY  miz142.1

5. BREMDIER

AE )V UARRAY ) 2 DOAFERESL10.6 2 080.3 mg (410.0 mghH4) %45 % 50 mL
DARATZATKEREL, T F=FUIZEM L T200 mg/LEEHERHK 208 Uiz, 4%
WEHEETOIRAL, 7& b=hKU A THRNL T0.0001, 0.0002, 0.0008, 0.004K T10.008
mg/LOIRAIEHERIE 2R L=, D10 pLE i SckEoRik 7 a~ 75 7 « EEOHT
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Auay XA (A% R)

FHCEAL, T FMFPEBEZHWNWTAE ) S VAR DAY )2 DO Y — 7 B2 HIE L,
oI E R (ng), HEMCE—27 HfEZ & > TEBREREER LT,

6. SHTiE

6.1. HTHAE

6.1.1. BEIDORILHE
ZHELCAHIERZZEY, SxZHEHC6nEI LT b O AD2 oY GbhEiik,

R ERBITHT, ZNENOREAR LR L, EREEo71%, BE L THIRIRF
(—20C&E) Lo RASGHRFHITIIRAOF LR Z I, ML, IxH—TH—1{b
U7o, BEOHTRRCIIR oA &2y, MujL, Ix¥—Cy—fblL7, £/-, &
ST-RAEREEREEELZAOVCRAREERL (%) ZHEMHLE,

6.1.2. i
6.1.2.1. A

Vb L7ealBl20 g =A 7 7 2 2iidnv &, 7 h=KU 17K (50:50, v/v) i
#7100 mLA& A1 2 T30 MR & 5 sl U7z, $lii & 77 7 AHE A HEZ BoO T il LR = T
FlAM L, FEEE RIRIRS0 mLCYEy, RERIZAE Lz, AiRE A DR RIER T200 mLIZ
ERL, TO2mL GUBH0.2 gl &) Z0E L7z,
6.1.2.2. B/

BJ—Ab U723k 0 g2 =7 7 2 22iF0 &0, 7 =KV 7k (50:50, viv) &
70 mL& N2 CTHRE T A F—TCEBR Lz, > v 7 MIfHE L7 ilek & [FRE30 mL
TYE L, iRz Abt, 300MHEE 5 Uiz, itz 7 Z Al A& 50 72 M L
SLCWkB Al L, FRIE & RHERS0 mLCHEV, [AERICAiE Lz, Az & bE R 200
mLIZERL, £D4mL GUE0.2 gfEY &) 2oLz,

6.1.3. CHI =4 7 Al L 258

CHI=H 7 LZ7 7 Fb=F U5 mLEOUKS mLENEXKGE F UATAEE L7-, ATEO 5 EL
Lo 2 sl L72CH = 7 A F L7e#%, 7' F=RFUL10mLZH FL, Z
OO EZRE T, W7 r=FUV/ RM)=F 7 I (982, viv) JRIKI0 mL%
WL, WHKZIY, 40°CLLT ORI CRIERM L, REBITERKE F Cializ s
L7z,

6.1.4. EE

BEWME T2 h= U ASmLIZEMEL, HEIZEUTCT 2 =R L TCHINLEZ, 20
AIROD10 pLERTRRSRHE ORI 7 o~ v 7' F 7 « BEOWFHIEA L T — 7 mfEE R0,

BHREIVAE )V UARDPAY ) UDOEEZRD, M OXEREIRE A FEH LT,
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6.2. EEMRFE (LOQ) R UMEHRAE (LOD) ~

Auay XA (A% R)

E B PRAAR Y & BRI & ARSI & E PR
(ng) (2) (mL) (nL) (ppm)
g0l
0.002 0.2 5 10 0.005
KRB
0.002 0.2 5 10 0.005
/MR AR HER i B B RTRIR A& TR RS
(ng) () (mL) (nL) (ppm)
R
0.001 0.2 5 10 0.003
KA
0.001 0.2 5 10 0.003

2V ) UA, AE 2 U UDIINERLG R UE
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Auay XA (A% R)

6.3. EIXER
IINTIERMEGR D T2, BRI O LA K& OS2 O #EALBREE 2 VT, 0.005 ppm (G &R SR
), 0.25 ppm & N5 ppm SN EEIZ 351 2 [BIGGRER 2 &S00 C5E L=, 7ds, ML
BEECEHT 2 04T L, 2 CEERBAARN (<0.005 ppm) TH - 7=, FIUGGRERTE R 42 £ IR T,
FAL Y2 B4R K A A A P e R A b T2 B A 3 0D i I TR AL PR AU A FH
6.3.1. RADEN=R

Bk AN =S EES NS E N RSDr
(ppm) (%) (%) (%)
AV UA
BRI 5 98, 98, 97,
97 1.7
97, 94
B IEFIT 0.25 101, 99, 98,
95 8.5
97, 81
IR 0.005 103, 102, 99,
98 5.1
95, 91
A¥ /)T UD
B IIT 5 97, 96, 96,
95 1.4
94, 94
B IEFIT 0.25 103, 101, 101,
97 8.8
97, 82
BRI 0.005 88, 85, 85,
84 3.9
81, 80
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6.3.2. R DEINHE

Auay XA (A% R)

Ak IR EE EIEVES SIS SIEIIES RSDr
(ppm) (%) (%) (%)
AE ) UUA
BRI 5 93, 93, 91,
91 2.3
90, 88
BRI 0.25 97, 96, 95,
95 2.4
94, 91
BRI 0.005 97, 96, 92,
92 4.9
90, 86
A¥ ) D
B IRFIT 5 92, 91, 90,
90 2.1
89, 87
B IRFIT 0.25 99, 97 97,
94 5.4
89, 88
BRI 0.005 81, 81, 79,
79 3.6
79, 74
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Auay XA (A% R)

7. FEEEH

[ BT A R 2B T DMAEFEDOEEOE O ERMITOWT) CERIF4H 1A
TR TS EAR EEE AR R AR RS (SO, NERBEER AT o7,
EHEYE . 200K B A D T LI, A 1 RIRDELHEUR X 100.05 ppm#EsIELEE (7 +
U7 g —ar ha—Likkh) 200 Lz,

I VTF 4 —ar ha— RS TRE  A TR,

77, 2011410 £ o & L E AR S EME (MHEEARLELZEY v #—)
BT HZAaATIZETZLLTH -7,

71.7 % VT 4 —a v boa—)LURBH s

711.8H

i 0% KM il F L 7= [ I ALALRLD
(%) 53 M (ppm)

A UA 2012/8/23 KIK 101 <0.005
2012/8/29 s 85 <0.005

2012/8/16 B IR 108 <0.005

2012/9/5 =105 93 <0.005

AE T D 2012/8/23 I 99 <0.005
2012/8/29 T 90 <0.005

2012/8/16 =0 103 <0.005

2012/9/5 BT IR 94 <0.005
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Auay XA (A% R)

71288
R4 VAR ilE i L7 [ IR AOLARLD
(%) 53 Wi (ppm)

AT UA 2012/8/27 I 98 <0.005
2012/8/31 i %0 97 <0.005

2012/8/22 =105 99 <0.005

2012/9/5 BT IR 86 <0.005

A/ D 2012/8/27 /3 97 <0.005
2012/8/31 N 100 <0.005

2012/8/22 e 91 <0.005

2012/9/5 BT IR 86 <0.005

8. = MU v 7 AR DOMER

~ N U w7 AREREVAIRIE, A [ O BB O B ATAIR L mL& AR 7 T 2 3255 H
L, 40°CLLF oK CRUERH L, EFEXT F T2 ¥ E L72#%, 0.004 mg/LOM &
FR AR MEA R mLICEEfE L TR L7z, ~ MU v 7 ZRBO TR 2 RIS,
8.1.1.58A

~ hU w7 AR

i34 ARk

(%)

2 UA K 114
=iyl 104

BT R 108

AE /) vD /3 106
i 109

BT R 106
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Auay XA (A% R)

8.1.2. 8
WA, e YT AR

(%)

AL VA 3 113
Pt 103

IR 115

AV /D RIK 101
e 105

B IR 107

9. REFLEMRE

)b U= B AP EHC B LA Z RN L, —20°CICHRS R E LIz, — EWIMRGF L
7o, FRIRRICON L ClIIRZ RS, RIFFOLREM 2R Uiz, RIFLEMERBROR R
B FITRT,

9.1 RADRITFLEMABRE R
9.1LLAE ) YA
R PRAT T S SRSEIES
1554
(ppm) (M) (%0) (%0)
0.5 Kol 49 (2012/7/18-9/5) 90, 89 90
0.5 I 35 (2012/8/1-9/5) 88, 88 88
0.5 iR 62 (2012/7/5-9/5) 91, 88 90

9.12.AE /7D

AT e PRATHAH] EENES T EI R
2
(ppm) (H) (%) (%)
0.5 R 49 (2012/7/18-9/5) 88, 87 88
0.5 A 35 (2012/8/1-9/5) 88, 87 88
0.5 = 62 (2012/7/5-9/5) 87, 85 86
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Auay XA (A% R)

9.2 R DIRFREMERBRE R
921.AF VA
IR B ‘ PRAFHIE Ejles SRS [EIN R
[Fl 35544
(ppm) (H) (%) (%)
0.5 Kk 49 (2012/7/18-9/5) 89, 88 88
0.5 =yl 35 (2012/8/1-9/5) 87, 85 86
0.5 IR 62 (2012/7/5-9/5) 88, 86 87
922.AF VD
IR B ‘ PRAFHIE EJes SRS [EN R
%4
(ppm) (H) (%) (%)
0.5 Kk 49 (2012/7/18-9/5) 87, 87 87
0.5 =%l 35 (2012/8/1-9/5) 87, 86 86
0.5 = IR 62 (2012/7/5-9/5) 84, 83 84
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-1, <A AT R L
F-1-1. R VADT RARANRYT KL

Auay XA (A% R)

A )V UADTAANRYT "V (—IRA A V) O—fF (IEE—K)

Q120619 03 7 (0.321) Cm (6:13) 2: Scan ES+
100+ 732.5 5.19e6
733.5
%,
0 T T T T T T T T T 1 m/z
680 690 700 710 720 730 740 750 760 770 780

A ) ADT ORI NAF Y L ART R LD
(FV—Y—AF ; m/z=732.5, IEE—R)

Q120619_07 7 (0.341)

4: Daughters of 733ES+

100 1421 6.70e6
%,
T T T T T T T T T [T T e e e M/Z
100 150 200 250 300 350 400 450 500 550 600 650 700 750
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Auay XA (A% R)

fF-1-2. R DD ARRANRYT KL
AE ) DDV AANRYT MV (—IRA A V) O—fF (EE—K)

Q120619_04 7 (0.321) 2: Scan ES+
1004 746.5 9.44e6
7475
%,
O L L A B B B B L L S B S e SRR R SRR R AR R e 11174
680 690 700 710 720 730 740 750 760 770 780

AE DO TuBR T NAF Yy AT R LD
(FVI—Y—AF ; m/z=746.5, IEE— R)

Q120619_08 7 (0.341) 4: Daughters of 747ES+
100+ 142.1 6.56e6
%,
T T T T T T T T T T T T T T e MYZ
100 150 200 250 300 350 400 450 500 550 600 650 700 750
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Auay XA (A% R)

MfR-2. BEDOIZu< N5 A (FRFEH)
f1R-2-1. 2R AR a<w N7 T A

s o e
fEmifih 0.08 ng FEHER, 0.002 ng I AL
10 uL/5 mL/0.2 g
D120821_28 MRM of 2 Channels ES+ D120821_31 MRM of 2 Channels ES+ D120821_25 MRM of 2 Channels ES+
7325>142.1 7325>142.1 7325>142.1
1007 1.40e5 1007 1.40e5 1007 1.40e5
% %-| %

T T T T T 1 Time T T T T T 1 Time T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00
R 2 [FILEE 1 AR IR 2 [AIALEE 3 AR EIRE 2 [AALEE 7 AR
10 uL/5 mL/02 g 10 uL/5 mL/02 g 10 uL/5 mL/0.2 g
D120821_14 MRM of 2 Channels ES+ D120821_16 MRM of 2 Channels ES+ D120821_23 MRM of 2 Channels ES+
7325>142.1 7325>142.1 732.5>142.1
1007 1.40e5 1007 1.40e5 1007 1.40e5
% % 9%
% T T T T 1 Time O T T T T 1 Time O T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00
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ft3-2-2. 22D r7u~ 75 A

FEHESL 0.08 ng

Auay XA (A% R)

FEHER 0.002 ng ik MEALER
10 uL/5 mL/0.2 g
D120821_28 MRM of 2 Channels ES+ D120821_31 MRM of 2 Channels ES+ D120821_25 MRM of 2 Channels ES+
746.5>142.1 746.5>142.1 746.5>142.1
1007 1.30e5 10 1.30e5 1007 1.30e5
% % %
[ T T T T 1 Time 0 T T T T 1 Time O T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00
2 [EEE 1 A% T 2 EE 3 HIG 2 [ 7 A%
10 uL/SmL/0.2 g 10 uL/S mL/0.2 g 10 uL/S mL/0.2 g
D120821_14 MRM of 2 Channels ES+ D120821_16 MRM of 2 Channels ES+ D120821_23 MRM of 2 Channels ES+
46.5 > 142.1 46.5 > 142.1 46.5 > 142.1
1007 1.30e5 1007 1.30e5 1007 1.30e5
% %] %-|
[ T T T T 1 Time 0 T T T T 1 Time O T T T T 1 Time
0.00 2.00 4.00 6.00 8 0.00 2.00 4.00 6.00 8.00 00 2.00 4.00
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MR-3. BEEOrZ7a< N5 A (RFEH)
f1R-3-1. 2R /AR a<w N7 T A

R 0.08 ng FEHER, 0.002 ng

Auay XA (A% R)

ey

10 uL/5 mL/0.2 g

D120830_50 MRM of 2 Channels ES+ D120830_53 MRM of 2 Channels ES+ D120828 67 MRM of 2 Channels ES+
732.5>142.1 7325>142.1 732.5>142.1
1007 \l/ 1.60e5 10 1.60e5 1007 1.60e5
%-| %] %-|
T T T T 1 Time T T T T 1 Time T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00
R 2 [FILEE 1 AR iR 2 AL 3 iR IR 2 [MIALEE T AR
10 uL/75 mL/02 g 10 uL/50 mL/0.2 g 10 uL/5 mL/0.2 g
D120830_44 MRM of 2 Channels ES+ D120830_46 MRM of 2 Channels ES+ D120828_65 MRM of 2 Channels ES+
7325>142.1 7325>142.1 732.5>142.1
1007 1.60e5 1007 1.60e5 1007 1.60e5
% % %
% T T T T T 1 Time 0 T T T T T 1 Time O T T T T 1 Time
0.00 2.00 4.00 6.00 0.00 2.00 4.00 6.00 8, 2.00 4.00 6.00
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fR-3-2. A/

FEHESL 0.08 ng

DD a<w F 5 A

FEHES, 0.002 ng

Auay XA (A% R)

R AL

10 uL/5 mL/0.2 g
D120828_70 MRM of 2 Channels ES+ D120828_73 MRM of 2 Channels ES+ D120828_67 MRM of 2 Channels ES+
746.5>142.1 746.5>142.1 746.5>142.1
1007 1.20e5 10 1.20e5 1007 1.20e5
% % %-|
0 T T T T 1 Time 0 T T T T 1 Time O T T T T 1 Time
0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00 0.00 2.00 4.00 6.00 8.00
IR 2 [FILER 1 OF £ HIRF 2 [AILEE 3 B % IR 2 [FIALEE 7 Atk
10 uL/SmL/0.2 g 10 uL/S mL/0.2 g 10 uL/S mL/0.2 g
D120828_56 MRM of 2 Channels ES+ D120828_58 MRM of 2 Channels ES+ D120828_65 MRM of 2 Channels ES+
46.5 > 142.1 46.5 > 142.1 46.5 > 142.1
1007 1.20e5 1007 1.20e5 1007 1.20e5
% %] %-|
% T T T T 1 Time 0 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 0.00 2.00 4.00 6.00 8.0 00 2.00 4.00 6.00 8
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Aoy WMEXKA (7Y 773 K)

BEAEH O 7 V—T 1 - BRSO
YTV 77IF

1. HrxtgE
T 773K

{b%4 - 4-chloro-2-cyano-N,N-dimethyl-5-p-tolylimidazole- 1 -sulfonamide
GaRs aE= Vi C3H,5CIN,O,S
SR 324.8
HEER c

?‘Jzi'wl{GH:h

M

4—CN

| ;|

PR I AR
[Zi N 152.7°C
RRE <1.3x 10 *mPa (357C)
B ARE log Pow = 3.2 (25°C)
FRFRME /K 0.121 (pH=5), 0.107 (pH=7), 0.109 (pH=9) (LA Eppm, 20°C)

TR 419, L=y 53, YrarAK L 101.8, ~F P 0.03,
TH ) —)v 154, EiR=F )L 15.63, &2 ¥ J—/L 0.25,
T Rr=bMUI 294, A4 VTR —L 039 (LhLEgL, 200C)

H  #i : The Pesticide Manual, 14th Edition.

2. AR R UMK
VT T X REEYESL - ST 99.4% (Fnotmiik T2

TER=KIU: PR R HGRER A (FoE sl TR

TEbr=FUL LC-MS H (Fltfis T3 5d)

il ARk (ROl T2

Ko PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T 8 L 7= /K

CsI=HT L InertSep Ci3-C, 1 g/6 mL (V—x /Lo =2 A )

3. HE R UHEE

BT R A NZ— - bR AG245K% TUXS20028
LFF T— T+ 74 FG-60KBM& U'FV-60KA2
N A =7« x AT A wR2—7 BLIXER-5Plus
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Aoy WMEXKA (7Y 773 K)

REDF AP — kinematica PT 10/35, PT3100
ks n< 777 - HESHEI AT 2 (LC-MS/MS)
U 4 — 4% —X Acquity UPLC
7 4 —# — X Quattro premier XE
T — S ALBREEE v 4 — 4 — X MassLynx 4.0

4. WE7 o< W75 T BESWE OBIESME
41. iR a~ 757 - BESWE
411 HEBEE I a<  NTT7

AN ACQUITY UPLC BEH C18 (7 # — & — X ffil)
NEE 2.1 mm, £ 100 mm, FifE 1.7 pm

AR 7 b=k U S01%HEEEE (60:40, v/v)

TR 0.3 mL/min

H T LIREE 40°C

AREHEAR - 2 uL

PREFIRFR - 2.7 min

4.12. BESHTE

A A AbIE L7 b AT b— A F1kE (BSI
EE—F

a— U AE 50 L/h (N>)

JAVA I T A i 800 L/h (N,)

AL AR 350°C

V=27 ay JIRE 120C

¥y b7 U —EE: 3.5kV

a— BT 20V

oV va VBT 20V
(=YY a A Ar)

A F R MRM

EF=H VL TAF s TV I—H—A A m/z3252
Tag s hAAr m/z107.6
5. BREBRDIER
7T 7 I ROERER10.1 mg (10.0 mghH) Z50mLD A A7 Z7 A2 TkREL, 7Tk
F= KU VICHEME L T200 mg/LEEEREZME L7, ZoREE 7 F=KY LK
(80:20, v/v) R TR L C0.0001, 0.0002, 0.001, 0.005K% T%0.01 mg/LDAEAEVE K % 75l
L7z, D02 uLERIGESRMGOWRIE 7 v~ 7T 7 « EESWEHIEAL, T — X L E
ERANCY 7Y 77 Fov—7miEzlE L, BlllicEE (ng), Ml — 27 miE%z &
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Aoy WMEXKA (7Y 773 K)

> ThRERR 2 R L 72,

6. L

6.1. SHTHAE

6.1.1. FEIORILE

ZHELUICARBHIERZ®EY, SxZHHC6nHEILTZ b O LA D2 O% Y GbE ik,
RAERBUTH T, TNENORERB 2R LTz, BB 7%, BE L THERF
(—20C#&E) Lz, RADHRHTIZRAOFLRAEIZHY, MEIL, IFH—TH—1k
L7z, REOHRHCIIREZOFRRAEIZHY, ML, Ix¥—T8 kL7, £z, &
Sl RWEE S REEEZ AV CRRNELEREL (%) ZHHLE,

6.1.2. HhH
6.1.2.1. A

)=t LTeaBl20 g% =47 7 2223220 &0, 7' =K VU100 mL% Iz T304
iR E S Hi L7z, fitiz A Aol s C®sl AL, 27k h=FVU L
50 mLCHEW, [FERICAIE LT, AIREGDETE b= KU /L T200mLIZER L, D2 mL
GUBI0.2 g &) 20 ELL7-1%, AR3mLEMZ TRA L,
6.1.2.2. B

PJ—fb L7eilBl0 gz =A7 7 2a2idnh &0, 7 b= AVT0mLE X THEY
FA P —TERhH L7z, v 7 MOME LT 2 7' b= F U L30 mL T L,
iR A Abt, 300 MRS 5 Uiz, it s A& Bl Lk Cls I A L, K%
7 b=k UIL50 mLTH, FERIZAE LT, AREGHLETE M=K VU /L T200 mLIZ
ERL, To4mL GUE0.2 g4 &) 2B L72%, KemLahx CIRA L7,
6.1.3.CisI =W T BT X HHER

CsX =7 LT F=1FUAS mLEUUKS mLENEKGE N URTLER U7z, AIEEOEK
ZREMLEL L 72C\sI =0 7 DT F L7ct, K7 E' b= U/ (60:40, v/v) JRHKS mL% i
TL, 2SO ZERE T, WIZK,/7& b=k U/ (20:80, v/v) JRIEZS mLA I F L,
R 2 I LTz,

6.1.4. E&

WHRIZT 2 h= KU /7K (80:20, viv) JRIRZ A 10 mLICER L, SEIZG U CH
BRI CAIN LT, ZOWRD2 \LERGESREOWRIK 7 v~ N7 Z 7 « EE&OHTEHIIEAL
TEY—JHEZRD, RERLIV T Y 77 I ROEREEZRD, WP OREREZEH
L7z,
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Aoy WMEXKA (7Y 773 K)

6.2. EEMRAE (LOQ) KUMRMHMRAE (LOD)

E B PRAAR Y & FUBHR & R AREVRIR & E RS
(ng) (2) (mL) (nL) (ppm)
g0l
0.0004 0.2 10 2 0.01
KRB
0.0004 0.2 10 2 0.01
/MR AR HER i B B RTRIR A& TR RS
(ng) () (mL) (nL) (ppm)
R
0.0002 0.2 10 2 0.005
KA
0.0002 0.2 10 2 0.005
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Aoy WMEXKA (7Y 773 K)

6.3. EIXR
IINTIERER DT, @k O Ry o O O BEALEEEUEL 2 -V T, 0.01 ppm (B &BRSR
), 0.25 ppm &% N5 ppm SN EEIZ 351 2 [BIGRER 2 &S00 C5EhE L=, 7pds, ML
BEEURHI2IE 04T L, & CEREBF AN (<0.01 ppm) Th -7, BEIUGRERGE R 2 £ ITRT,
*AL Y2 B4R I K A A A P e R A b 2 B A 5 D = TR L PR AU A £ FH
6.3.1. RADEIY=R

vt RN EIEs NS EIES RSDr
(ppm) (%) (%) (%)
e 01T 5 89, 88, 88,
88 1.2
88, 86
7 01T 0.25 89, 88, 86,
87 1.6
86, 86
1 AT 0.01 113, 112, 107,
108 3.8
105, 104

6.3.2. R DEXHE

Evas NN 3553 EES NEOIE]ES RSDr
(ppm) (%) (%) (%)
1 JNIT 5 92, 90, 90,
89 2.5
89, 86
RSN 0.25 89, 87, 82,
84 4.5
81, 81
RSN 0.01 93, 89, 85,
84 9.2
81, 73
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Aoy WMEXKA (7Y 773 K)

7. RBEEH

[ BT A R 2 T DA SO EEOEHOERMITOWT) CEMRIF4H 1A
TR TS EAS ATEE AR A RER R EE) ([ZEOF, NEKEEHZIT- T,
EHILYE . 20K A D T LIS, & 1 BIROBELHECE X V0.1 ppmiINEEr (7 +
U7 g—ar ha—Likkh) 200 Lz,

7T 4 —ar ha— L RES TR R A R,

77, 2011410 H £ o & L E AR S EHAE (MHEEARLEKLZeEY v #—)
BT HZAaATIZETZILLTH T,

71.7 % VT 4 —a v boa— LB s

7.11.8H
ST A fEH L7 Ml S A
(%) 53 M (ppm)
2012/8/23 KIK 101 <0.01
2012/8/29 A 92 <0.01
2012/8/16 IR 96 <0.01
2012/9/7 =y 91 <0.01
71288
38T R L7 IR HRLIERLD
(%) Sy BT fiE (ppm)
2012/8/27 I 96 <0.01
2012/8/31 N 97 <0.01
2012/8/22 =10 100 <0.01
2012/9/7 ET IR 94 <0.01
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8. ¥ Y v 7 AZRDHER

Aoy WMEXKA (7Y 773 K)

~ MU v 7 AREREETRIT, £ B O B RE O R KIRIR ] mLE AT Z 2 2125y B
L, 40CLLF ORI CRUERME L, BRI F CRIEZEE L%, 0.005 mg/LO&E
MR REHEAI ] mLICPAE L CRRERL L 7=, ~ b U v 7 ZRBMO TR R 2 IR T,

8.1.1.%A
) ~ MU w7 ZEHE
2} TR
(%)
KK 107
=5 Al 111
B IR 109
8.1.2. 8%
~ hU v AR
k) IO
(%)
KK 112
1= N 102
=15 110

9. RIFLEMERE

b L 7= S A ERUEHC S L a2 i L,

—20°CIZHAEIRAE LT, —EHRURIEL

Tot%, [FRRICOHT L TR Z RO | RAFPOREM 28 Lz, RAFZEMERBROM R

B RIRT,
9.1 RADRGFLEMERERAE R
RN B ‘ PR A7 11 R EE &S ENE S
IFl 544
(ppm) (H) (%) (%)
0.5 KIK 51 (2012/7/18-9/7) 95, 88 92
0.5 =t 37 (2012/8/1-9/7) 99, 95 97
0.5 =0 64 (2012/7/5-9/7) 93, 91 92
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Aoy WMEXKA (7Y 773 K)

9.2 RE DRIFREVERBIER
VRTINS PRAT T e SRSENES
81554
(ppm) (0 (%) (%)
0.5 /27 51 (2012/7/18-9/7) 92, 90 91
0.5 K 37 (2012/8/1-9/7) 93, 90 92
0.5 I 64 (2012/7/5-9/7) 90, 90 90

55



Aoy WMEXKA (7Y 773 K)

-1, <A AT R L
<V AARY fV (—kRA A V) O—f (IEE—R)

cyazofamide std 5mg/L (5am/acn)_3cmC8_positive

30-May-2012 17:11:05
E120530c03 133 (2.515) 3: Scan ES+
1004 325.2 4.54e6

327.0

%

T T T T T T T T T T T T T T T T T T 1 m/z
275 280 285 290 295 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375

TaR g N AFx v ART R LO—F
(U —Y—A A ; m/z=325.2, [EE—K)

cyazofamide std 5mg/L (5am/acn)_3cmC8_positive
30-May-2012 17:40:41

E120530c06 131 (2.486) Cm (118:140) 3: Daughters of 325ES+
1004 107.6 7.73e5
[
T T T T T T T T T T T T T T T T T T T T T T T T T 1 m/z
60 80 100 120 140 160 180 200 220 240 260 280 300 320
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fR-2. BEOI7a~< 5 A5 (REHF)

Aoy WMEXKA (7Y 773 K)

BEYER 0.02ng FEHER, 0.0004 ng iRy AL
2 uL/10 mL/0.2 g
E120828c82 RM of 1 Channel ES+ E120828¢85 MRM of 1 Channel ES+ E120828c15 MRM of 1 Channel ES+
325.2>107.6 325.2>107.6 325.2>107.6
1007 2.80e4 1007 2.80e4 1007 2.80e4
% | % | % |
2] T T T T | Time -2 | T T T | Time -2 | T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00
IR 4 [FILEE 1A R EIRE 4 [AILEE 3 AR EIRE 4 [AULEE 7 AR
2uL/10 mL/0.2 g 2uL/10 mL/0.2 g 2uL/10mL/02 g
E120828¢c16 MRM of 1 Channel ES+ E120828c18 MRM of 1 Channel ES+ E120828¢20 MRM of 1 Channel ES+
325.2>107.6 325.2>107.6 325.2>107.6
1007 2.80e4 1007 2.80e4 1009 2.80e4
%] % | %]
-2} T T T T | Time -2 | T T T | Time -2 | T T T  Time
0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00
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fX-3. BEora~< 755 (REHF)

Aoy WMEXKA (7Y 773 K)

BEYER 0.02ng FEHER, 0.0004 ng iRy AL
2 uL/10 mL/0.2 g
E120828c82 RM of 1 Channel ES+ E120828¢85 MRM of 1 Channel ES+ E120828¢36 MRM of 1 Channel ES+
325.2>107.6 325.2>107.6 325.2>107.6
1007 2.80e4 1007 2.80e4 1007 2.80e4
% | % | % |
2] T T T T T | Time -2 | T T T | Time -2 | T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00
IR 4 [FILEE 1A R Bl 4 AL 3 A R Bl 4 AR 7 A

2 uL/80 mL/0.2 g

2uL/70 mL/O0.2 g

2 uL/50 mL/0.2 g

E120828¢70 MRM of 1 Channel ES+ E120828c72 MRM of 1 Channel ES+ E120828c74 MRM of 1 Channel ES+
325.2>107.6 325.2>107.6 325.2>107.6
1007 2.80e4 1007 2.80e4 1009 2.80e4
%7 % %]
-2} T T T T | Time -2 | T T T | Time -2 | T T T  Time
0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00 0.00 1.00 2.00 3.00 4.00
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Amr LKA GUBIEES, (FYEHE)

BENEM D 7 NV—T1b - FREIITEEAO
HWEERES, 1EYWEER

LB EES
e A R CEMERE REWEE RER REROVY EREK (%) R DS
B A% (kg/fE) (keg/f) (kg) (kg) REA R (mm)
I 0 — 1.97 1.88 9.84 9.38 92 8 2.6
A 1 1.80 9.00 92 8 1.0
A 3 1.74 8.68 94 6 2.0
A 7 2.00 10.0 95 5 2.0
¥ 937 S 1.9
g 0 — 1.72 1.69 17.2 11.9 91 9 3.2
A 1 1.65 9.90 91 9 3.1
A 3 1.67 10.0 90 10 2.8
A 7 1.72 103 92 8 2.8
F#)91:9 S 3.0
= 0 - 1.84 1.98 18.4 12.2 92 8 1.8
A 1 1.94 9.68 92 8 1.4
A 3 1.98 9.88 92 8 1.8
A 7 2.16 10.8 92 8 1.4
%) 92:8 FH 16

3NFHOMEE 3IFHOMRERDFY

1.85 kg/#l 11.2kg

A AT RTINS RALER
TEFX =L, AZTFIAMIT3ELE
AR W RiZ2lE v
T T 7 X RNIT4FESLE
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Any EXA GUEHEES, (F5H)

21EHEE
213K

AR HEALER PRI ALERLH %

RYE AP H AR IR ALERT H A
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Any EXA GUEHEES, (F5H)

A AL A AR H %

= ALER3H % = ALERTH %
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Any EXA GUEHEES, (F5H)

ElR AL

R ALEE3 H AR B ALERT A%
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Auy LEXB (AR=EU L)

BEIEY D 7 N—T1t - BEOHTEHO

ANR=EY A
1. SR WE
A=Y A
b4 N-(4-methyl-6-prop-1-ynylpyrimidin-2-yl)aniline
ﬁj\%i . C14H13N3
TR 223.3
HEER
CHg
N
H
O3
N—
C=CCHj,
LN SREN
[Zi 132.8°C
AT 2.32X10 *mPa (25°C)
SrBeARE log Pow = 3.28 (20°C)
Tt K 3.10 GREE/K), 4.60 (pH=4), 2.08 (pH=7), 1.94 (pH=9)

Pl Emg/L, 20°C
TR 139, AX =)V 154, n-~FH 206, FEBETTL 102,
fvxy 554, Yrunm &2 277, T R=KJ/ 102
LA Eg/L, 20°C
H  #i : The Pesticide Manual, 14th Edition.

A=Y A7 aN ) —)UiR

b4 1-(2-anilino-6-methylpyrimidin-4-yl)-2-propanol
%%i . C14H17N3O
Gy 2433
HEE
CHs3
N
H
O
N\ H
HoC—C—CH

OH



Aoy AFERXB (AX=EY L)

PR IR
[Zi SN 115.0~116.0°C
Tt 7K 183 mg/L (20°C)

H i A=Y AR ATE (A r ) @iEE (E21P-2-045)

2. HEYER R ORI
AR B Y AEAESL - A 99.8% (BRZE T2EM)
ANZE Y AT a8 ) — VAREEHES, R 99.5% (ARffisE T 3E5Y)
T R=F UL, TR, Flxy o BEEERABH (FooeilisE T35

TER=RYL LC-MS I (FroffliZk T2)

7ol NUR PN AR (FoEmidE TR

FER - AR (RO T35

FEfE T v E=T A AR AR (Fre i T i)

WERARE BT - 0.2 mol/L FEE&T b U 7 A¥RIHKIZ 0.2 mol/L FERE % N 2., pH=5
IR L 72 o

B-7avA—+ B-Glucosidase, from almonds (7' ~7 /L RV v FHl)

LT —F Cellulase from Aspergillus niger (HFU{bpk T %)

K PURELAB Flex System(Veolia Water Solutions&

Technologies,Saint Maurice,France) T L 7= /K
AU ~—RI =47 2L : InertSep PLS-2, 500 mg/6 mL (¥— T /L% 1 = xHl)
77774 NI—RI=0T L

InertSep GC, 500 mg/6 mL (" —= /L4 A = X )

3. EE KR

BRI A R7— -+ FL K AG245}% (8XS20028

BFE T— 72 K+« F A FG-60KBM K ’FV-60KA2
IxY— 7 «xh T A mRZ—7 BLIXER-5Plus
REDTA Y —: kinematica PT 10/35, PT3100

pHA —% — : F-22 (VR4 SERTHY)

TR & O 5 - NTS-220, NTS-221 (HURCER b gk d)

ML-10F (%A 7 v 7 #)
Wik o~ v777 - ERBONEIV AT & (LC-MS/MS) :
7L b 1290 HPLC
7 YL~ 6460 Triple Quad LC/MS
7 — S ALERAEE 7 ¥ L MassHunter



Ary KB (A=Y L)

4, R < N5 7 BESWE OBRESM:
41. iR a~ 757 - BESWE
411 HEBEEIa~  NTT 7

VIR AV

TRBER -

PR

77 LR
ABHEAE: -
PREFIRERT -

4.1.2. BEHWE

A F oAb

WL AT AR
HZJ§ T AP
X7 TAWF—HT]
U AT ARE
VAT AV
A A HNEE
7T T A S

aYvg VETE

A F R
T XY T AT

ZORBAX SB-C18 (7 ¥ L v L)

NEE 2.1 mm, £ 100 mm, FifE 1.8 pm
S5mmol/L fifig 7 v E=w A,/ T h=FJ L
80:20— (8 min)—40:60 (2 min)

0.3 mL/min

40°C

SuL

A/X=EU A ; 8.7 min

ANR=EY A7 asN ) —)UK ;5.8 min

TL 7 hu A7 L— A FAbik (ESD

EE—FR

300°C

10 L/min

45 psi

250C

5 L/min

5000 V

A=V A 100V

A=Y A Ta X)) —K 100V

ANRN=ZE U AL ; 45V

AR=Y L7 asR ) — K18V

(ZVTar ANy

MRM

AR=EY b TV A=Y —A A4 m/z223.9
Iayy MMAY  m/z 77.0

A=) AT asR ) — UK ) B ——A 4 m/z244.0
TaXy b AY m/z226.1

5. BRERRDIER
ANRZE Y ARRANR=E Y A7 v ) — RO AIERER10.0 2 0.1 mg (4510.0 mg
FEY) &4 %50 mLORA AT T A |TREFEL, 7 & b AZEME L T200 mg/LEEAERIE 2 3



Auy LEXB (AR=EU L)

B 72, HFKESEETHORAL, 72 =1L,/ 7K(50:50, viv)IERE TAR L T0.0001,
0.0002, 0.001, 0.002}%27%0.004 mg/LOIREAEHERIK AT L7z, £ D5 nLA ATt Ok
Krm~ 777 - BEOHFHIEAL, T —XUHEEZ ANTAR=E Y AR AR
=V AT uN ) — KO — 7 mEAZRE L, B ERE (ng), Moy — 7 mfEz &
S THREMEAER LT,

6. SHTiE
6.1. HTHAE
6.1.1. BEIDORILHE

ZHELIZABHIEZZEY, FxZHHC6enHEILT2 b O A D2 O %Y ¥ iik,
RAERBUTHT, TNENORERB 2R LTz, B B&o70%, BE L TRl
(—20C#&E) L, RAGHFHTIZRAOFALERAEIZHRY, UL, IFH—TH—1k
U7o, BEOHTRRCIIR oA EHE 2y, MujL, I —CWy—fblL7, £/-, &
ST-RAEREEREEELZAOVCRAREERL (%) ZEMH L,

6.1.2. i
6.1.2.1. K

B)J—{b L7=3kkR20 g =7 7 2223 L0, 7& K100 mL& 2 T304 [ &
I L7z, it & A& 3 7 il L=k TSI Aid L, #i % 7 & b 250 mLTHEY,
FRIC A LTZ, AiEEbET ' R T200mLICER L, £02mL GREN.2 ghi4 &)
oLz,
6.1.2.2. R

Pt L7=ilBH0gE =A 7 7 Aadmh &0, 78 h 70 mLE M THREDF AW
— CHEMh L7e, &% 7 MOAME LERE 27 7 S 30 mL T L, TR A &bt
300 iR E O Lz, stz ARA BTl s ClsI A L, A7 & F 50 mL
T, FRRICAB L, AEEADLET ' o T200mLIZERL, TD4mL GLE0.2 g
FY &) &Lz,
6.1.3. BERINKSFE

Sy B U 72 120,35 mg/mL(w/v) B-7 /v a2 3 2 —F J 100.40 mg/mL(w/v) BT —XE
BHERERENR2S mLa N2 IRE%, e LU CHBRE S8 GREIEE37C) TR
TIRE O L, A=Y AT mx ) — UKD ERZ KR LTtk =55 Thtim L7z,
6.14. RV ~—FRI=h T ALK

R ~—RI=A T L7 b= bV L5mL}KOUKS mLANEXRG T LRI L7-, BiE
DGR ZRIEE LTe R Y ~—R I =D T AW F L2tk, K/ 7& b= KU/ (60:40,
vv) IRIES mLEft F L, 26O E#HE T, R ~—RI=0 7 2 Z2W5HEgE LT
%, 7EF=RFUI0mLEV F L, WHERESEBLT,



Auy LEXB (AR=EU L)

6.15. 7977 A b H—RyI=H T DL DR

TT777A M=K =TIV S5 mLEONT 2 b= kU5 mLENEKGE T
URTAVER U7, BIEORHIEEZRIEE L 727 T 7 74 b I—R I =" T7LZFHFL, 2
OFHiRE T, W7 h=1rVU L,/ ki (70:30, viv) 1RIKI0 mLEFR FL, &
KA EY , 40CLL F oK CRIERHE L, RBITERKIL F TRtz E L,

6.1.6. EE

WA T2 F= R UL,k (50:50, viv) RIS mLIZEEME L, MBS U ClRTEIK CHhr
W7z, ZOWEDS pLERREEMFEOWIE s a~ 75 7 « BEGHERHIEAL TE—2
MR Z RS, REMRED A=Y AR AN=EY A7 X)) —UROEEZRD,
B OB FRRIRE 2 F I LT,

6.2. EERME (LOQ) KUMMHRIE (LOD) ~

E RS AR Y & AR HR i B B4 CSEael1 EA R E RS
(ng) (2 (mL) (nL) (ppm)
P
0.001 0.2 5 5 0.005
P4
0.001 0.2 5 5 0.005
/Mg AR & VIR & FoeHH RS
(ng) (g (mL) (nL) (ppm)
KA
0.0005 0.2 5 5 0.003
B
0.0005 0.2 5 5 0.003

FRANR=EY L, A=Y AT ) — KTV [ CE



Aoy AFERXB (AX=EY L)

6.3. B[R

IINTIEHER D T2, E IR O FPy K O R D BELERREL % FAV T, 0.005 ppm. (E EFR A
FH24), 0.25 ppm 2 U85 ppm #3512 INGRIR & 45 SEAHT THEME L 7=, & BIT A /3
S ADRRITONTIE, A O S5O BELERER 2 IV T10 ppmifINElGRER % 5
AT CIME LTz, 7nds, MELERRURHIEAT L, 2 CERIRAAM (<0.005ppm) Th
ST, EINGURAE R 2 RITRT,

FAL Y2 B4R F K A A A e (R A b T B A T 3 O IR TUAE AL PR A FH
6.3.1. EADENYE

Ak IR EIEVES RS S| ENES RSDr
(ppm) (%) (%) (%)
A=Y A
BRI 5 95, 93, 91,
92 2.6
90, 89
BRI 0.25 90, 88, 88,
88 1.2
88, 87
BRI 0.005 92, 91, 91,
88 7.2
90, 77

A=Y A7 a N ) — VR

B IRFIT 5 97, 97, 95,
95 1.8
95, 93
B IRFTT 0.25 99, 95, 93,
94 3.0
93, 92
B IRFTT 0.005 92, 91, 91,
90 1.8
89, 88




6.3.2. R DEXHE

Ary KB (A=Y L)

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
A=Y A
i A 10 101, 98, 97,
96 3.7
94, 92
BRI 5 93, 92, 92,
91 3.0
91, 86
B IRFIT 0.25 90, 89, 86,
86 3.8
83, 83
B IR 0.005 94, 92, 91,
90 4.1
87, 85
A=) AT R ) — )UK
B IRFIT 5 95, 95, 95,
94 2.3
93, 90
BRI 0.25 101, 94, 92,
92 6.8
86, 86
BRI 0.005 89, 89, 88,
87 2.9
87, 83




Auy LEXB (AR=EU L)

7. FEEEH

BT A RN 2 T DRAEFEOEEOE RO ERMITOWT) CERMRIF4H 1A
TERE TS EAR EEE AR LR AR RS ([CEOE, NERBEE AT o7,
EHEYE . 200K B A D T LI, A 1RO ELHEUER X 100.05 ppm#EsIEUEE (7 +
U7 g—ar ha—Likkh) 208 Lz,

I VTF 4 —ar ha— R ESTRE R A R,

77, 2011410 H £ o & L E AR S EHAE (MHEEARLELZeY v #—)
BT HZAaATIZETZILQLTH T,

71.7 % VT 4 —a v boa— LB s

711.8H
iy 4 KN il L 7= [ I LI
(%) 53 M E (ppm)
A=Y A 2012/10/25 PRI 81 <0.005
2012/11/ 2 s 94 <0.005
2012/10/23 B IR 85 <0.005
2012/12/ 3 =15 92 <0.005
A=Y AT BN 2012/10/25 RIK 89 <0.005
J — )UK 2012/11/ 2 Sl 96 <0.005
2012/10/23 =105 93 <0.005
2012/12/ 3 =5 95 <0.005




Auy LEXB (AR=EU L)

71288
R34 S3HT B il L 7= [ IR AL
(%) 53T (ppm)

A= U A 2012/10/30 RIK 90 <0.005
2012/11/ 6 i AN 89 <0.005

2012/10/25 =105 93 <0.005

2012/11/30 BT IR 103 <0.005

A=Y AT a R 2012/10/30 KK 95 <0.005
J —IUK 2012/11/ 6 i N 95 <0.005
2012/10/25 BT IR 91 <0.005

2012/11/30 =15 95 <0.005




ABy KB (A/S=FU 1)

8. v VU v AR OHER

~ MU v 7 ARERERIRIE, 4 B O B RE O B RIRIR ] mLaE AT Z 2 225y B
L, 40CLLF /K CRUERM L, BRI F CRIEEZEE L%, 0.002 mg/LO&E
FRFREEAIR ] mLICWfR L G L7, <~ Y w7 ARB IR R A RITR T,
8.1.1.RHW

~ b w7 ZGR

oy 4 VR
(%)
AR U A RIK 102
& A 101
BT IR 102
A=Y LT N R 105
J —JUIK @ A 104
IR 106
8.1.2. 8K
e, e ~ MU w7 REHE
(%)
A=Y A R 109
g 107
IR 111
A=Y LT R IR 104
J — VIR EFsl 107
IR 107

10



9. PRIFZEMFABR
Bt L e AN AL a2 TN L,

Auy LEXB (AR=EU L)

—20°CIZHAEIRAE LT —EHRRIEL

Tt%, [FRRICOHT L TR Z RO | RAFPOREM 2 Uiz, RAFZEMERBROM R

B R\TRT,
9.1. R DIRGFZ EMRERGE R
01.1. A= 1 A
TRINE B PRAT I EIYEEs SRS [ENN
[l 35544
(ppm) (H) (%) (%)
0.5 Kk 138 (2012/7/18-12/3) 81, 80 80
0.5 =35l 124 (2012/8/1-12/3) 81, 77 79
0.5 = IR 151 (2012/7/5-12/3) 82, 75 78
9.1.2. A=) A7 a,N ) —)LiK
I B PRATHI EIYEEs S [ENN
[l 35544
(ppm) (H) (%) (%)
0.5 Kk 138 (2012/7/18-12/3) 84, 84 84
0.5 =35l 124 (2012/8/1-12/3) 88, 87 88
0.5 IR 151 (2012/7/5-12/3) 83, 82 82

11



Aoy AFERXB (AX=EY L)

9.2 R DIRFREMERBRTE R
021. A= 1 A
IR B ‘ PRAFHIE Ejles SRS [EIN R
[Fl 35544
(ppm) (H) (%) (%)
0.5 KIK 135 (2012/7/18-11/30) 83, 81 82
0.5 =S| 121 (2012/8/1-11/30) 85, 81 83
0.5 = IR 148 (2012/7/5-11/30) 83, 82 82
9.22. A=tV 571X ) —)LiK
IR B ‘ PRAFHIE EJes SRS [EN R
%4
(ppm) (H) (%) (%)
0.5 Kk 135 (2012/7/18-11/30) 90, 88 89
0.5 =%l 121 (2012/8/1-11/30) 88, 82 85
0.5 = IR 148 (2012/7/5-11/30) 84, 83 84

12



Auy LEXB (AR=EU L)

-1, <A AT R L
FR-1-1. A=Y ADOFRAART fL
ANR=ZEY LDV AART ML (—RAF ) O—fF] (IEE—F)

x106
2.8

2.64
2.4+
2.29

1.8+
1.6
1.4+
1.2

0.8+
0.6
0.4+
0.2+

x105

+ESI Scan:2 (0.2 min) Frag=100.0V X120514B114.d
223.9

T T T T T T T T T T T - T T
180 185 190 195 200 205 210 215 220 225 230 235 240 245 250

T
255

‘\ T
260 265

T
270

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

13

Counts vs. Mass-to-Charge (m/z)
ANRZEY ADOTa Ry NAX ¥ 2 AT R LO—1
(7 —H—A A ; m/z=223.9, EE—F)
+ESI Product lon:3 (0.2 min) Frag=100.0V CID@45.0 (223.9 -> **) X120514B244.d
77.0
65.9
205.0
92.0 1060 180.9
i I H . . m HM\ ‘M‘\“ T I ol I RIS RITN i
T T T T 7 T T T T 7 T T T 7 T 7 T
60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220




Auy LEXB (AR=EU L)

fE-1-2. A=Y AT TR — KD~ R AT ML
ANR=ZEY DTN ) =) HEKDw AR "V (—IRAF ) O—fF] (EE—R)

x10 6 |+ESI Scan:2 (0.2 min) Frag=100.0V X120514B116.d

244.0
2.6

2.4+
224

1.8+
1.6
1.4+
1.2

0.8
0.6
0.4+
0.2
0- . I ! . .
T 7 7 T 7 7 T 7 7 T T 7 T T T T 7 T
200 205 210 215 220 225 230 235 240 245 250 255 260 265 270 275 280 285 290
Counts vs. Mass-to-Charge (m/z)

ANRZEY AT anR ) —MEDO T a Xy s AFx v AT kLD
(F VU I—H—A F ; m/z=244.0, EE— )

x105 |+ESI Product lon:2 (0.2 min) Frag=100.0V CID@18.0 (244.0 -> **) X120514B230.d

5.5 200.1

. . ‘ L I L . Ll . . L. [ . . I
0 T T T T T T T T T T T T T T T T T T
60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240
Counts vs. Mass-to-Charge (m/z)

14
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MR-2. BEDOIZu< N5 A (RFEH)
f1-2-1. A=Y bsDra~< 7T A

FEHES 0.02 ng

FEYESL 0.001 ng

e AL
SuL/SmL/0.2 g

x103 |+ EIC MRM (223.9 -> 77.0) S121103_me_32.d x103 |+ EIC MRM (223.9 -> 77.0) $121103_me_35.d x103 |+ EIC MRM (223.9 -> 77.0) $121103_me_04.d
1.24 1.2 1.2
1.15+ 1.15+ 1.15
1.14 1.1 1.1
1.05 1.05 1.05
1 . 1 14
0.954 0.95 0.95
0.9 0.9 0.9
0.85 0.85 0.85
0.8 0.8 0.8
0.75- 0.75 0.754
0.7 0.7 0.7
0.65 0.65 0.65
0.6 0.6 0.6
0.554 0.55 0.55
0.5 0.5 0.5
0.45- 0.45 0.45+
0.4+ 0.4+ 0.4
0.35 0.35 0.35
0.3 0.3 0.3
0.254 0.25 . 0.25
0.2 0.2 0.2
0.154 0.15+ 0.15
0.1 0.1 0.1
T 7 7 7 7 7 7 7 7 T 7 7 7 T 7 7 7 7 7 7 7 7 7 7 7 7 7
1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
iRy AP AR Hiky 4 [ELEE 3 A% iRy 4 RELEE 7 Bk
SuL/5mL/0.2 g SuL/5mL/0.2 g SuL/5mL/0.2 g
x103 |+ EIC MRM (223.9 -> 77.0) S121103_me_19.d x103 |+ EIC MRM (223.9 -> 77.0) $121103_me_17.d x103 |+ EIC MRM (223.9 -> 77.0) $121103_me_15.d

1.2 1.2 1.2
1.15+ 1.15+ 1.15
1.14 1.1 1.1
1.05 1.05 1.05
1 1 1
0.954 0.95 0.95
0.9 0.9 0.9
0.85 0.85 0.85
0.8 0.8 0.8
0.75- 0.75 0.754
0.7+ 0.7 0.7
0.65 0.65 0.65
0.6 0.6 0.6
0.55 0.55 0.55
0.5 0.5 0.5
0.45- 0.45 0.45+
0.4+ 0.4+ 0.4
0.35 0.35 0.35
0.3 0.3 0.3
0.254 0.25 . 0.25
0.2 0.2 0.2
0.154 0.15 0.15
0.14 0.1 0.1

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

15

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)



MR-2-2. A=Y L0/ —NEOIa< ST A

FEYESL 0.02 ng

Auy LEXB (AR=EU L)

FEHESL 0.001 ng

Bl A

5uL/5mL/0.2 g

x103 |+ EIC MRM (244.0 -> 226.1) §121103_me_32.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_35.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_04.d
3.4+ 3.4 3.4
3.2 3.2 3.2
34 N 34 3
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 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
0.4+ 0.4+ 0.4
0.2 JL 0.2 . 0.2
0- 0- L 0-

T T T T T T T T T T T T T T T T T T T T T T T T T T T

1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9

Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HIEE 4 FLEL T AR iR 4 RLEE 3 Bk EWR 4 R 7 H %
5uL/5mL/0.2 g Sul/5mL/0.2 g S5uL/5mL/0.2 g

x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_19.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_17.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_15.d
3.4+ 3.4+ 3.4+
3.2 3.2 3.2
39 3 3
2.8 2.8 2.8
2.6 2.6 264
2.4 2.4 2.4
2.2+ 2.2 2.2+
2 2 2
1.8 1.84 1.84
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
0.4 0.4+ 0.4
0.2 0.2 0.2

0- 0- ) 0- h

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)
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1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)
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MR-3. BEREOrZa< N5 A (RFEH)
f1-3-1. A=Y bsDra~< 7T A

x103
1.1+
1.051
1
0.95-
0.9
0.85-
0.8
0.75-
0.7
0.65
0.6
0.554
0.5
0.454
0.4
0.35-
0.3
0.25-
0.2
0.15-
0.1-

x103
1.14

1.05
1
0.95-
0.9
0.85-
0.8
0.754
0.7
0.65-
0.6
0.55-
0.5
0.45-
0.4
0.351
0.3
0.251
0.2
0.154
0.14

FEHES 0.02 ng

FEYESL 0.001 ng

e AL
SuL/SmL/0.2 g

+EIC MRM (223.9 -> 77.0) $121107_me_37d

x103
1.1

1.054

+EIC MRM (223.9 -> 77.0) $121107_me_40.d

x103

1.1
1.05
14
0.954
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45

+EIC MRM (223.9 -> 77.0) $121103_me_40.d

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

Iy 4 [EALER 1 BB
5 uL/1000 mL/0.2 g

1 2 3 4 5 6 7 8 9

Counts vs. Acquisition Time (min)

WY 4 [BILAEL 3 B4
5 uL/1000 mL/0.2 g

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

Iy 4 [BAEL T Bk
5 uL/1000 mL/0.2 g

+EIC MRM (223.9 -> 77.0) $121107_me_27.d

x103
1.1

1.05-
1
0.954
0.9
0.85
0.8
0754
0.74
065
0.6+
055
0.5
045
0.4
035
0.3
0.254
0.2
0.154
0.14

+EIC MRM (223.9 -> 77.0) $121107_me_25.d

x103
1.1

1.054
1
0.95
0.9
0.85
0.8
0.754
0.7+
0.65+
0.6
0.55+
0.5
0.45+
0.4
0.35
0.3
0.254
0.2
0.154

0.1

+EIC MRM (223.9 -> 77.0) $121107_me_23.d

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min)
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1 2 3 4 5 6 7 8 9
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MR-3-2. A=Y A0/ —NEOIa< ST A

FEYESL 0.02 ng

Auy LEXB (AR=EU L)

FEHESL 0.001 ng

Bl A

5uL/5mL/0.2 g

x103 |+ EIC MRM (244.0 -> 226.1) §121103_me_32.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_35.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_40.d
3.4+ 3.4+ 3.4
3.2 3.2 3.2
3 N 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
24 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
14 14 1
0.8 0.8 0.8
0.6 0.6 0.6
0.4 0.4+ 0.4+
0.2 J_L 0.2 . 0.2
0- 0- A 0-

T T T T T T T T T T T T T T T T T T T T T T T T T T T

1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9

Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HIEE 4 FLEL T AR iR 4 RLEE 3 Bk EWR 4 R 7 H %
5uL/5mL/0.2 g Sul/5mL/0.2 g S5uL/5mL/0.2 g

x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_55.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_53.d x103 |+ EIC MRM (244.0 -> 226.1) S121103_me_51.d
3.4+ 3.4+ 3.4
3.2 3.2 3.2
39 3 3
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 0.6 * 0.6 *

0.4+ N 0.4+ 0.4+
0.2 ﬂ 0.2 ﬁ 0.2
0- 0- 0-

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)

1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min)
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Auy BB (Y7 =/ afY—N, TryEXY RS, 77 7208ETR)

BENEM D T N—T{ « BRBESITEEAO
7z )aFr—), JrEFYV R, TTT72ET R

1. HrxtgE
T x)afFy—)b

=== cis,trans-3-chloro-4-[4-methyl-2-(1H-1,2,4-triazol-1-ylmethyl)-1,3-dioxolan
-2-yl]phenyl 4-chlorophenyl ether

o3 C19Hi7CLN;0;5

Gansi o 406.3

HEIE

/& CHj,
K_W
N
Pk IR (ks
2 S 82.0~83.0°C
RRUE 3.3X 10> mPa (25°C)
TBEERER log Pow = 4.4 (25C)
TRFRME - 7K 15 mg/L (25°C),

=X J—) 330, 7k F2 610, FLxTl 490,
N~F 2 34, A K —L 95@Eh gL, 25C)
H  Hi : The Pesticide Manual, 14th Edition.

Z7EXV NV
b4 3-anilino-5-methyl-5-(4-phenoxyphenyl)-1,3-oxazolidine-2,4-dione
%%K . C22H18N204
Gy F 374.4
HEE S
)
ot (O
0 0]
PE R LA

19



Arny MEXB (Y7 x/afy—), JryEFH RN, 777208 TR)

=

7REJE

SyBLEREK

Vst

141.3~142.3°C

6.4< 10 * mPa (20°C)

log Pow = 4.65 (pH=7)

/K 52 (pH=7.8~8.9), 243 (pH=5), 111 (pH=7), 38 (pH=9)

(Ch Epg/L, 20°C)

TR 274, b= 133, Y uaw A X 239, N2 0.048,
AHX =) 10, HEeT=F /)L 125.0, n-A4 2 %/ —)L 1.78,

T r=FU 125 EgL, 250)

H{  # : The Pesticide Manual, 14th Edition.

FTT 72T R

b4
AR A==V
TR

FEEZ

=

/N
2
REE
Sy BeAREL
TRE -

=

N-(4-tert-butylbenzyl)-4-chloro-3-ethyl-1-methylpyrazole-5-carboxamide
C;5H,4CIN;O
333.9

Cl

e
CH3CH, \\ <

AN
JHE2 5

C(CH3)3
64~66C

<1X10 2mPa (25C)

log Pow = 4.93 (25°C)

/K 2.61 mg/L (25°C)

TER=FUN, nFH, TR, BT,
A K ) —L>100 g/L (25°C)

Hi B : The Pesticide Manual, 14th Edition.
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

2. 1ERAEM R ORI

U7z ) 3ty — VAR R 100% (FooGisE T3EH))

7 7 XY NUAERESR AR 99.0% (Fnieflide T3EM)

TT7 7 BT RS MUE 98.1% (Fnyeilisk T.36M)

T r=hUN, T LY, AZ—/L FEREEEGERN (Ftilisk T3 6)

TER=FrUJ:
FEfR 7 v E=17 A
K

LC-MS H (Rl T3 8)
PR (RS T 368
PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T & L 7= /K

T777A NI—R =0T A

3. FE KOs
BT R
B
T Y—
REVFAYP—

W7o~ w757 -

T — ZJLPLEE

InertSep GC, 500 mg/6 mL (32— LA = R )

A RT— -+ b F AG245K 1XS2002S

T— T K+ T4 FG-60KBM & U'FV-60KA2
7 «xh T4 viRZ—7 BLIXER-5Plus
kinematica PT 10/35, PT3100

BROoHTE AT 4 (LC-MS/MS) -

T L2 1290 HPLC
7Y L2 N 6460 Triple Quad LC/MS
7 YL > b MassHunter

4 Wik v~ 777 - BEGYE OBIESRM
41 ®I&KI7m~ 757 - BROWE
411 FHEREEI v~ NT T T

TN

VA B -

Pk -

717 MR
AEHEA R :
PrfPIREfH] -

ZORBAX SB-C18 (7 L > M)

NEE 2.1 mm, £ 100 mm, K 1.8 um
7 b= kU5 mmol/L FEET = A
50:50 — (6 min)—85:15 (1 min)

0.3 mL/min

40°C

SuL

7> /) a}—); 43 min

77EXY R ;43 min

77787 K 5.4min
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

4.1.2. BESHTE

A A AbIE L7 b AT b— A F kL (BSD
EE—F

RN AIRFE 300°C

R MG AT A i A 5 L/min

X7 TAP—HT] 45 psi

= AT ARE 250C

AT AV 5 L/min

A A BNEE 5000 V

TITAHE—ELE . V7= /) at—; 150V

Tr7EXH RS 100V
TT7 72T K200V
o) Vg VEE UZ7x /)3ty —; 30V
TrEXH RS 10V
TTT7xET R 40V
(2 ¥ a AN
A F R MRM
TRV TAFy s T3t SV =Y —AF 2 m/z406.0
TaXx 7 hA A m/z251.0
7 rEXY RN ; TV —Y—AF > m/z392.0
TuaXy b FY  m/z331.2
TT7 72T R S — A4 m/z334.0
TaXx s hA Ay m/zl117.1

5. BB DIER

U7 x ) At — )L OFEAERN10.0 mgE S50 mLOD A AT T A TKEFEL, A X — VI
i L C200 mg/LEEMERIEARELL7-, 77 EXH R AT 77 =20 BT ROSEREY,
10.1}%0*0.2 mg (£10.0 mghiY) %K 450mLOD A A7 T AL, 7% b AR
L C200 mg/LIEHERE 2 L7z, SRREZSE&ETOIREGL, 7& =K VUL 7K(50:50,
VIV TABR L 7C0.0001, 0.0002, 0.001, 0.002}% 1%0.004 mg/L DA HE YA %2 fHHd L 7=,
ZOS WLEHIRRKMORE s a~ N7 7  HEOWRHIEAL, 7 — X ALBREEE 2
Ty 7z /)ary—, Z7EXHROROT 772087 ROV —7 mEZHEL,
HHCEE (ng), MY — 7 mEEZ & > TEMEREER LT,
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

6. SHTiE

6.1. HTHAE

6.1.1. FAEtDORITALI
ZHELICAHIERZRZEY, SxZHEHC6enEI LT b O AD2 oY GhYiik,
RAERBITHT, ENENORLERBZER LTz, ER&E B 7%, BE L THEHRME
(—20C&E) Lz RASHTRFHITIIRAOF LR ZIY, ML, IxH—TH—1{b
Uiz BB HTRRCIZ R OF KR AT, ML, IxY—ChH—bliz, £/, &
Sl RAEEERTEEZAVCRARKEEL (%) #HH L,

6.1.2. HhiH
6.1.2.1. A

B~ L7ealBl20 g2 =47 7 22230 £ 0, 7 F2 100 mLZ A1 2 T304 iR &
I U7e, it 2 AR B 7o iR ks Al L, FREE 7' R 50 mLTHEYY,
RERICAI LTz, AiREGHDETE b T200mLIZERL, Z02mL (GUEH0.2 gif X &)
ZAEL T, B U7 HRIZ K10 mLA& I U721, 40°CLL T OKE 1 ClE#fE L,
TN EEELE,
6.1.2.2. B

Bt LTedBN0 g2 =A 7 7 2 2iiEn &0, 78 h 70 mLE 2 THRES A
—TEMAI L7z, v 7 MIAE LT Z2 7 & R 30 mL Ol L, ek x &b,
300 IR & O Lz, Wz ARZ BTl iR CReI A L, #RiE4 7 2 R 50 mL
T, FRICAB Lz, AiEARDLETE M T200mLIZERL, £04mL GUE02 g
FIYE) 2B U7, 0 E L 72 HiRIC K10 mLE BRI L=, 40°CLL T /KIS H ClE
BfEL, TR BB ELE,
6.13. 779774 bI—ARrI=hT AL DER

7777, NH—R =0T KT b5 mLEUUKS mLENERGE T URTALEE L 7=,
ATEORMEREZ AL L2 T 7 74 N A=K I =0T KT F LIk, 617k K
> /7K (50:50, viv) IRIR10 mLZ e F L, 246 Ot iR & Tz, I 7 & >/ 7k (80:20,
v/v) JRIR20 mLE OV & F 20 mLZiE F L, REMHEZIY, 40°CLL T O KR H TR+
IR L, mRITERKE F O EEE LT,
6.1.4. EE

W AEZT 2 h= KUK (50:50, v/iv) JRIE10 mLICHAE L, SIS U CRIBIK T
FR LT, ZOWRDS pLE BRSO E s v~ 77 7 « BEOGHFFHIEAL TE—
JHEERD, MERLV STz aF Y —L, TJ7EFHRURRT T 72T KD
HEEARD, AEHPOXERERELR ML,
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

6.2. EEMRFE (LOQ) RUMEHRAE (LOD) ~

E B PRAAR Y & BRI & ARSI & E PR
(ng) (2) (mL) (nL) (ppm)
g0l
0.001 0.2 10 5 0.01
KRB
0.001 0.2 10 5 0.01
/MR AR HER i B B RTRIR A& TR RS
(ng) () (mL) (nL) (ppm)
R
0.0005 0.2 10 5 0.005
KA
0.0005 0.2 10 5 0.005

KT 2 ) aty—),

T7r7EXY RS, T 78T NIWTiv R UAE
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

6.3. [EIXR
IINTIERMER DT, EIRFI* O Fe Py o OV O BEALEEEEL 2 -V T, 0.01 ppm (B &BRSR
), 0.25 ppm &% N5 ppm SR EEIZ 351 2 [BIGGRER 2 &S00 C5E L 7=, 7ds, ML
BEECEHI2IE 04T L, & CEREBF AN (<0.01 ppm) Th 7=, EUGRERGE R 2 £ ITRT,
*IL Y2 B4R I K A A A e R A b T2 B A 3 0D i I AR AL PR AU A i FH
6.3.1. RADEN=R

Faw sl VAN IES EE SES RV R RSDr
(ppm) (%) (%) (%)
T x)a)fy—)
=40 5 106, 104, 104,
103 1.9
102, 101
B IEFIT 0.25 103, 103, 102,
101 2.9
100, 96
B IR 0.01 96, 96, 96,
95 0.9
95, 94
ZrEXH RN
B IIT 5 92, 91, 90,
90 2.6
89, 86
B IRFIT 0.25 100, 96, 96,
95 3.8
92, 91
BRI 0.01 120, 99, 98,
101 10.8
95, 93
FTT 7T R
BRI 5 103, 101, 101,
100 2.6
99, 96
" IRFIT 0.25 104, 102, 101,
100 3.2
98, 96
"B IRFIT 0.01 119, 116, 99,
103 13.8
90, 89
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

6.3.2. R DEXHE

v TSI B [EINYE NASIE I RSDr
(ppm) (%) (%) (%)
7 ) a)f ) —)
B IRFIT 5 111, 110, 109,
108 2.5
108, 104
B IRFIT 0.25 105, 105, 103,
103 1.9
101, 101
B IR 0.01 93, 92, 92,
91 2.4
89, 88
7 7EXY R
B IR 5 104, 104, 102,
97 9.7
89, 84
B IR 0.25 110, 103, 92,
97 9.9
91, 87
B IRFIT 0.01 117, 100, 89,
95 14.4
85, 85
FIT 7T R
B IEFIT 5 111, 109, 108,
107 3.6
105, 101
B IR 0.25 105, 105, 103,
104 1.1
103, 103
BRI 0.01 112, 93, 91,
93 12.2
838, 82
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

7. RBEEH

[ BT A AR 2 T DRAEFEOEEOEHOERMITOWT) CEMRIF4H 1A
TR 1T ESEAS TSR R A RER R EE) ([ZEOF, NEREEHZIT- T,
EHILYE . 20MAE A D T LIS, & 1 RO BELHECE X 0.1 ppmiNElEl (7 +
U7 g—ar ha—Likkh) 200 Lz,

7+ VT 4 —ar ha— LB HTRE R A R,

77, 2011410 H £ o & L E AR S EHNAE (MHEEARLKLZeEY v #—)
BT HZAaATIZETZILLTH T,

71.7 % VT 4 —a v b o — LB s

711.8H

D SAKINE| il L 7= [ I LI
(%) 53 W E (ppm)

V7x ) aFI—) 2012/10/25 PRI 96 <0.01
2012/11/ 2 Al 105 <0.01

2012/10/23 B IR 100 <0.01

2012/12/ 3 =15 102 <0.01

77EXH RN 2012/10/25 RIK 90 <0.01
2012/11/ 2 i 104 <0.01

2012/10/23 BT IR 103 <0.01

2012/12/ 3 BT IR 81 <0.01

F7 72 TR 2012/10/25 Rk 103 <0.01
2012/11/ 2 i AN 110 <0.01

2012/10/23 BT IR 101 <0.01

2012/12/ 3 BT IR 107 <0.01
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

71288
R34 S3HT B il L7 [ IR AOLALO
(%) 3T (ppm)
7=/ ajy—1 2012/10/30 Kk 94 <0.01
2012/11/ 6 i AN 106 <0.01
2012/10/25 BT IR 100 <0.01
2012/11/30 BT IR 102 <0.01
77 EXY R 2012/10/30 Rk 108 <0.01
2012/11/ 6 e 85 <0.01
2012/10/25 BT IR 97 <0.01
2012/11/30 =5 92 <0.01
T7 72 ET R 2012/10/30 RIK 94 <0.01
2012/11/ 6 =il 105 <0.01
2012/10/25 B IR 100 <0.01
2012/11/30 =5 106 <0.01
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

8. v MU v 7 AR DOMER

~ MU v 7 ARERERTRIE, £ B35 O BAERE O B RIRIR ] mLE A7 Z 2 225y
L, 40CLLF O/Kis i CRUERME L, ERXIT F CRIEEZEE L%, 0.002 mg/LO&E
FRAREEAIR ] mLICWfR L G L7, ~ Y w7 ARB IR R A RITR T,
8.1.1.RHW

~ b w7 ZR

& 534 VR

(%)

V7 ) arI—) /0 97
& A 103

B IR} 96

7rEXY RN~ KR 104
g 92

B IR 99

F7 72 BT R R 99
g 109

T IR 103
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

8.1.2. 85
e, - ~ hU w7 2R
(%)
VT x)af S —)v K 98
=Rl 102
B IR 99
77EXY R R 102
[Spsl 79
B IR 117
F7 72 BT R R 106
i A0 100
B 99
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Aoy WHRXB (Y7 / a)fy—, J7EFXFY Ry, 577285 R)

9. REFREMHBR

Bt L e AN A LB 2 TN L,
T, [FRRICOHT L TR Z RO | RAFPOREM 28 Lz, RAFZEMERBROM R

—20°CIZHAEIRAE LT —EMRIRIEL

B RITRT,
9.1 RADRFREMERBRAE R
9.11.Y 7=/ a2}y —n
IINREE TRAF EIES RESIEYES
I/l 5544
(ppm) (R) (%) (%)
0.5 Kbk 138 (2012/7/18-12/3) 92, 89 90
0.5 =3l 124 (2012/8/1-12/3) 86, 86 86
0.5 IR 151 (2012/7/5-12/3) 87, 84 86
9.12.7 7 EFH R
IINR R TRAT EIES RESIEES
I/l 5544
(ppm) (R) (%) (%)
0.5 Kbk 138 (2012/7/18-12/3) 81, 72 76
0.5 =35l 124 (2012/8/1-12/3) 84, 81 82
0.5 =15 151 (2012/7/5-12/3) 80, 73 76
913577 7= F R
IINREE ‘ TRAF EIES RESIEES
I/l 55 44
(ppm) (R) (%) (%)
0.5 Kbk 138 (2012/7/18-12/3) 93, 89 91
0.5 B 124 (2012/8/1-12/3) 86, 84 85
0.5 =15 151 (2012/7/5-12/3) 87, 87 87
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Arny MEXB (Y7 x/afy—), JryEFH RN, 777208 TR)

9.2. R DIRTFREMERBRE R
921. Y7 =) aFy—
IR B ‘ PRAFHIE Ejles SRS [EIN R
[Fl 35544
(ppm) (H) (%) (%)
0.5 Kk 135 (2012/7/18-11/30) 98, 97 98
0.5 =yl 121 (2012/8/1-11/30) 101, 97 99
0.5 IR 148 (2012/7/5-11/30) 97, 96 96
922.77EXH K
IR B s PRAFHIE EJes SRS [EN R
2z}
(ppm) (H) (%) (%)
0.5 Kk 135 (2012/7/18-11/30) 91, 89 90
0.5 =%l 121 (2012/8/1-11/30) 93, 92 92
0.5 = IR 148 (2012/7/5-11/30) 92, 77 84
923777z I K
RO B g PRAT I EIYYEEs S [ENN
%4
(ppm) (H) (%) (%)
0.5 Kk 135 (2012/7/18-11/30) 98, 96 97
0.5 =35l 121 (2012/8/1-11/30) 97, 94 96
0.5 = IR 148 (2012/7/5-11/30) 97, 92 94
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b=

MEXB (Y7 /atry—), 77XV Ry, 7772875 )

-1, <A AT R L
fR-1-1. 7= ) aF S —LDRARART hL
VT2 ) af =)D AANRT h)L (—IRA A ) O—f] (ET—F)

x105

4.754
4.5+
4.25+
44
3.754
3.59
3.254
34
2.754
2.5+
2.254
2
1.754
1.5
1.25+
1
0.754
0.5
0.25+

0-

+ESI Scan:3 (0.2 min) Frag=150.0V $120524_06.d
406.0

T T T T T T T T T = T T T T T T T T T T
360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445 450
Counts vs. Mass-to-Charge (m/z)

Tz ) aF =Ty hAFX AR kLD
(FV —Y—A F > ; m/z=406.0, [EE— R)

x105

3.4
3.29

34
2.84
2.64
2.4+
2.2

2
1.8
1.6
1.4+
1.2

1
0.8+
0.6
0.4+
0.2+

o

+ESI Product lon:3 (0.3 min) Frag=150.0V CID@30.0 (406.0 -> **) $120524_105.d
251.0

Il \‘ | | | L *
T T T T T T T T T T T T T T T T T T
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
Counts vs. Mass-to-Charge (m/z)
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Arny MEXB (Y7 x/afy—), JryEFH RN, 777208 TR)

ft3-1-2. 77 EXFY RO~ RAART KL
T7EFY ROV AAXRY bV (—RA A ) O—f] (IEE—F)

x10 5 |+ESI Scan:2 (0.2 min) Frag=100.0V S$120524_07.d

1.8 392.0
1.7

1.6
1.5+
1.4
1.3
1.2
1.1+
14
0.9+
0.8+
0.7+
0.6+
0.5+
0.4+
0.3+
0.2+
0.1+
p S — ‘ — m\‘\ ‘; ‘M“ “‘w“ “ ‘\H ‘ ‘ H“mm
345 350 355 360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435
Counts vs. Mass-to-Charge (m/z)

T7EXY RrOT 0L FAF ¥ L ARY b LD
(FVI—Y—AF ; m/z=392.0, IEE—R)

x10 4 |+ESI Product lon:4 (0.3 min) Frag=100.0V CID@10.0 (392.0 -> **) S120524_106.d
5.5

331.2

5]

4.5

4

3.5

238.1

3

2.5+

2

1.5+

1,
286.1
195.0
0.5+

04 I | [ h‘ \‘ .l ‘ | *

T 7 T 7 T T T 7 T T 7 T 7 T T T
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
Counts vs. Mass-to-Charge (m/z)
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Arny MEXB (Y7 x/afy—), JryEFH RN, 777208 TR)

f3-1-3. 77 2T RO ARARY ML
FTT 2T RO~ AARYT "L (—kAFY) O—fF] (EE— R)

x105 |+ESI Scan:4 (0.2 min) Frag=200.0V S120524_08.d
7.5 334.0
74
6.5+
64
5.5+
5
4.5
4
3.54
34
2.5
27 356.0
1.5
14
0.5+ ‘
N IF

2é5 2§0 2§5 360 365 31‘0 31‘5 SéO 3é5 330 3\‘35 34‘10 3215 3%0 3.‘-"75 SéO 3é5 3‘70 3%5
Counts vs. Mass-to-Charge (m/z)
FT 72T ROT R FAF v L AT LD
(FV 3 —Y—A A, m/z=334.0, IEE—R)

x10 5 |+ESI Product lon:4 (0.3 min) Frag=200.0V CID@40.0 (334.0 -> **) $120524_107.d
1171

1.3+
1.2
1.14

14
0.9
0.8+
0.7+
0.6 145.1
0.5+

132.1
0.4+
105.1
0.34
0.2+

0.1+

0- i ‘m ull ] . | M

T T T T T T T T T T T T - T
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Counts vs. Mass-to-Charge (m/z)
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

MR-2. BEDr7u~< 755 ((REH)
f1R-2-1. 7z ) aFy—Anru<w 75

it 0.001 ng iR ML
SuL/10 mL/0.2 g

FEYESL 0.02 ng

x10 3 |+ EIC MRM (406.0 -> 251.0) S121103_3mix_32.d x10 3 |+ EIC MRM (406.0 -> 251.0) $121103_3mix_35.d x103 |+ EIC MRM (406.0 -> 251.0) $121103_3mix_04.d
1.8+ 1.8 1.8
1.7 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 1.1
1 14 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
0.3 0.3 0.3
0.2 0.2 . 0.2
0.14 0.1 A 0.1
0- ‘ ‘ ‘ ‘ ‘ ‘ 0- ‘ ‘ ‘ ‘ ‘ ‘ 0- ‘ ‘ ‘ ‘ ‘ ‘
1 2 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)
R 3[R 1 Bk EE 3 RILER 3 H % IR 3 [ALEE 7 AR
SuL/10 mL/0.2 g SuL/10 mL/0.2 g SuL/10 mL/0.2 g
x103 |+ EIC MRM (406.0 -> 251.0) S121103_3mix_20.d x10 3 |+ EIC MRM (406.0 -> 251.0) $121103_3mix_18.d x10 3 |+ EIC MRM (406.0 -> 251.0) $121103_3mix_16.d
1.8+ 1.8+ 1.8+
1.7+ 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 1.14 1.14
1 1 L
0.9 0.9 0.9
0.8 0.8 0.8
0.7 0.7 0.7
0.6 0.6 0.6
0.5 0.5 0.5
0.4+ 0.4+ 0.4+
0.3 0.3 0.3
0.2 0.2 0.2
0.1 0.1 0.1
0- 0- 0-
12 3 4 5 6 12 3 4 5 6 12 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

ftX-2-2. 77XV Frorsu~ 7T A

FEHESL 0.02 ng

FEHES, 0.001 ng

S0P

5uL/10mL/0.2 g

x10 1 |+ EIC MRM (392.0 -> 331.2) S121103_3mix_32.d x10 1 |+ EIC MRM (392.0 -> 331.2) S121103_3mix_35.d x10 1 |+ EIC MRM (392.0 -> 331.2) S121103_3mix_04.d
5.7 5.7 5.7
5.6 5.6 5.6
5.54 5.5 5.5
5.4 * 5.4 5.4
5.3 5.3 5.3
5.2 5.2 5.2
5.14 5.14 5.1
54 5 5
4.9 4.9 4.9
4.8 4.8 4.8
4.7 4.7 4.7
4.6 4.6 464
4.5 4.5 4.5
4.4 4.4 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
4 4 44
3.99 3.99 % 3.9
3'87WWM 3.87JM\WM,‘/W\AJ‘MWJ\~WJ 387%%%
3.74 3.74 3.7
12 3 4 5 6 1 2 3 4 5 6 12 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HiR 3 [ELEE 1 Bk R 3 [EILEE 3 A% HIRF 3 ELHE 7 Bk
SuL/10 mL/0.2 g SuL/10 mL/0.2 g SuL/10 mL/0.2 g
x10 1 |+ EIC MRM (392.0 -> 331.2) $121103_3mix_20.d x101 |+ EIC MRM (392.0 -> 331.2) $121103_3mix_17.d x10 1 |+ EIC MRM (392.0 -> 331.2) S121103_3mix_16.d
5.7 5.7 5.7
5.6 5.6 5.6
5.5 5.5 5.5
5.4+ 5.4+ 5.4
5.3 5.3 5.3
5.2 5.2 5.2
5.14 5.14 5.1
5 5 5
4.9 4.9 4.9
4.8 4.8 4.8
4.74 4.74 4.7+
4.6 4.6 4.6
4.5+ 4.5+ 4.54
4.4+ 4.4+ 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
44 44 4+
3.99 3.99 3.9
381 WMWW\I\/\’VWW/‘JJ 8] 38
3.7 B s atat P T e e e

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Auy WEXB (Y7 =/ aty—, Z77EFXV R, 7772 2EFF)

fX-2-3. 77T RO ua~ N5 A

FEHESL 0.02 ng

FEHES, 0.001 ng

S0P

5uL/10mL/0.2 g

x102
2.6+

2.4+

2.2

0.8+
0.6

0.4+

=100

+ EIC MRM (334.0 -> 117.1) $121103_3mix_32.d x1gé + EIC MRM (334.0 -> 117.1) $S121103_3mix_35.d x1gé + EIC MRM (334.0 -> 117.1) $S121103_3mix_04.d

) 2.4 2.4+
2.2 2.2
2 2
1.8 1.8
1.6+ 1.6
1.4 1.4+
1.2 1.2
14 1
0.8 \L 0.8

0.6 . 0.6 \L

0.4+ S 04 - .. . I

12 3 4 5 6 1 2 3 4 5 6 12 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
1 [RIZLEE 1 H % R 1 [EIGEE 3 A% IR 1 ELEE 7 Bk

5uL/10 mL/0.2 g

SuL/10 mL/0.2 g

SuL/10 mL/0.2 g

x102
2.6

2.4+

2.2+

0.8+

0.6+

0.4+

+EIC MRM (334.0 -> 117.1) $121103_3mix_20.d

x102
2.6

2.4+

2.2+

0.8+

0.6+

0.4+

+EIC MRM (334.0 -> 117.1) $121103_3mix_18.d

x102
2.6

2.4+

2.2

0.8

0.6

0.4+

+EIC MRM (334.0 -> 117.1) $121103_3mix_16.d

Counts vs. Acquisition Time (min)

1 2 3 4 5 6
Counts vs. Acquisition Time (min)
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Auy BB (Y7 =/ afY—N, TryEXY RS, 77 7208ETR)

fX-3. BEora~< 755 (REF)
f1R-3-1. 7z ) afFy—ADru<w 755

FEYESL 0.02 ng

*FJ\‘

it 0.001 ng

E I

AP

SuL/10 mL/0.2 g

x103 |+ EIC MRM (406.0 -> 251.0) $121107_3mix_19.d x103 |+ EIC MRM (406.0 -> 251.0) $121107_3mix_40.d x103 |+ EIC MRM (406.0 -> 251.0) $121103_3mix_37.d

1.9+ 1.9+ 1.9+
1.8 1.84 1.84
1.7 1.7 1.7
1.6 N 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

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
0.3 0.3 0.3
0.2 0.2 * 0.2
0.1 0.1 N 0.1

0- . . . . . . 0- . . . y . . 0- . . . . . .

1 2 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)
ik 3L 1 R EE 3 RILER 3 H % EIRE 3 [AILEE 7 AR

5uL/200 mL/0.2 g

5uL/200 mL/0.2 g

5 uL/200 mL/0.2 g

x103 [+ EIC MRM (406.0 -> 251.0) §121107_3mix_26.d x103 |+ EIC MRM (406.0 -> 251.0) $121107_3mix_24.d x103 [+ EIC MRM (406.0 -> 251.0) §121107_3mix_22.d
1.99 1.99 1.99
1.8 1.8 1.8
1.7 1.7 1.7
161 161 161
154 159 154
1.4+ 1.4+ 1.4+
134 134 134
1.2 121 1.2
1.1 1.1 1.1
1 1 1
0.9 0.9 0.9
0.8 0.8 N 0.8
0.7 . 0.7 0.7 .
0.6 0.6 0.6
0.5 0.5 0.5
0.4 0.4 0.4
0.3 0.3 0.3
0.2 0.2 0.2
0.1 0.1 0.1
o) o) o)

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

1 2 3 4 5 6
Counts vs. Acquisition Time (min)
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Auy BB (Y7 =/ afY—N, TryEXY RS, 77 7208ETR)

ftX-3-2. 77XV Froru~ 7T A

FEAESL 0.02 ng FEAES 0.001 ng g AL
5uL/10mL/0.2 g

x10 1 |+ EIC MRM (392.0 -> 331.2) $121107_3mix_19.d x10 1 |+ EIC MRM (392.0 -> 331.2) S121107_3mix_40.d x10 1 |+ EIC MRM (392.0 -> 331.2) $121103_3mix_37.d
74 74 74
6.8 6.8 6.8
6.6 6.6 6.6
6.4 * 6.4 6.4
6.2 6.2 6.2
6 6 6
5.8 5.8 5.8
5.6 5.6 5.6
5.4 5.4 5.4
5.2 5.2 5.2
54 5 5
4.8 4.8 4.8
4.6 4.6 4.6
4.4 4.4 4.4
4.2 4.2 4.2
4] 4] . 4]
3.8 3.8’M4\rL/VLMA’WWM1H,»\MXIr\/w,\AM/MANWV,V\VJ BB et
3.6- 3.6- 3.6-
T2 3 4 5 & T2 3 4 5 & T2 3 4 5 &
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HiR 3 [ELEE 1 Bk R 3 [EILEE 3 A% HIRF 3 ELHE 7 Bk
5 pl/200 mL/0.2 g 5pl/200 mL/0.2 g 5 uL/200 mL/0.2 g
x10 1 |+ EIC MRM (392.0 -> 331.2) S121107_3mix_27.d x10 1 |+ EIC MRM (392.0 -> 331.2) $121107_3mix_24.d x10 1 |+ EIC MRM (392.0 -> 331.2) $121107_3mix_22.d
74 74 74
6.8 6.8 6.8
6.6 6.6 6.6
6.4 6.4 6.4
6.2 6.2 6.2
6 6 6
5.8 5.8 5.8 1
5.6 * 5.6 * 5.6
5.4+ 5.4 5.4
5.2 5.2 5.2
5 5 5
4.8 4.8 4.8
4.6 4.6 4.6
4.4 4.4 4.4
4.2 4.2 4.2
4 4 4
3.8 3.8 3.8
3.6- 3.6- 3.6-
T2 3 4 5 & T2 3 4 5 & T2 3 4 5 &
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Auy BB (Y7 =/ afY—N, TryEXY RS, 77 7208ETR)

fX-3-3. 77T RO~ N5 A

FEHESL 0.02 ng

EEYESL 0.001 ng

AL L

5uL/10mL/0.2 g

x102 |+EIC MRM (334.0 -> 117.1) $121107_3mix_19.d x102 |+EIC MRM (334.0 -> 117.1) $121107_3mix_40.d x102 |+EIC MRM (334.0 -> 117.1) $121103_3mix_37.d
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 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
0.4 0.4 A 0.4
T2 3 4 5 6 T2 3 4 5 6 T2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
=R 3 [ELEE 1 Atk IR 3 EILEE 3 A% R 3 [EIALER 7 A%
5 pl/200 mL/0.2 g 5pl/200 mL/0.2 g 5 uL/200 mL/0.2 g
x102 |+ EIC MRM (334.0 -> 117.1) $121107_3mix_26.d x102 |+ EIC MRM (334.0 -> 117.1) $121107_3mix_24.d x102 |+EIC MRM (334.0 -> 117.1) §121107_3mix_22.d
3.4 3.4 3.4+
3.2 3.2 3.2+
3 34 3
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
14 14 1
0.8 * 0.8 * 0.8 -
0.6 JK 0.6 JK 0.6 Jl
0.4 0.4 - 0.4

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

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

Aw s EXB (f IX_afy—)

BFNEM D 7 NV—T4b - RGO

IRyaFy—n

AIRVaFy—n

===

SyBLEREK

S-(4-chlorobenzyl) N-(2,4-dichlorophenyl)-2-(1H-1,2,4-triazol-1
-yl)acetimidothioate

Ci7H13CLNgS

411.7

‘F_CH[*<::>f—d
cl N=

_C\ /N\
CH>,—N

I \=N

R O A

89.5~90°C

8.5x 107> mPa (25°C)

log Pow = 4.94

7K 1.7 mg/L ( 20°C),

T kv 1063, R 580, F L 250,
A X )= 120 (Lh gL, 25C)

H B : The Pesticide Manual, 14th Edition.

A IRV P —ER DR

b4
A W
anmas:

I

D
=

= B
B SF

EE

2,4-dichloro-2-(1,2,4-triazol-1-yl)acetanilide
C10H3C12N4O
271.1

N
/

cl NHCOCHf—N\:A
N

Cl
ERER T
178~179.5C
7K 87 mg/L (20°C),
TRy, AX ) VEITHE

o A IR AABEREONE (b —RA) wmEE (fE15P-8-176)
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Aw s EXB (f IX_afy—)

24-Y7uuyr=19 v

{54 2,4-dichloroaniline
éj\%it . C(,H5C12N
GaRie g 162.0
S

cl NH,

Cl

PR SRS T
2 63C
TR KIZHIE, 7 b, AZ ) —VEICAE

Lo o IV VAR TR (BB —RA) W E (fE15P-8-176)

EE

2. BRYEM KR ORI
A IR Iy — VRN,
M 99.7% (Rt T3EM)
A IR AT VA VR
MR 99.9% (Rl T3 M)
24-v7 a7 = AR,
M 99.9% (Rt T3EMY)
T =RV, TR LY, BRTTFIL, NFH, XX —)b
PR R ERGRER (FoeHigE TR

TER=FUL LC-MS i (Faythisk T3¢ H)
FEfR T =7 A AR (Froeatie T36E)
Ko PURELAB Flex System(Veolia Water Solutions &

Technologies,Saint Maurice,France) T 8 L 7= /K
REEKFET U oL IR (FeiidE T35

s PR (Rt T368)
N3 |l VRV AR (ot T35
vEFLrer Y a—b o RIERHE, LU DEG LIS (FobHiE T2E5)
N vl VRV PR (Rl T.368Y)
HOKBEE T R U DA s SRR (P T3EHY)
CyI=HT A InertSep Ci3-C, 1 g/6 mL (¥ —=x LA = X )

2 ARSI =T T A
InertSep SAX, 500 mg/6 mL (3/— T LA = )
TN I=HT A SepPak 7 UIAH—FY vV FT R (7 p—x— )
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Aw s EXB (f IX_afy—)

77774 M=K =17 A
InertSep GC, 500 mg/6 mL (3 —=x LA = X )

3. EE XL

w R A KZ7—+ FL F AG245} 0'XS2002S

BrF T— T2 K+ TA FG-60KBM & U'FV-60KA2
N A NPV =7 MX-X108

pHA — % — : YA ERT F-22

B RE HOLRH -2k FU-30C

ks u~ b7 77 - HEBOHEV AT A (LC-MS/MS)
7Y L2 b 1290 HPLC
7L~ 6460 Triple Quad LC/MS
T — A AL 7 ¥ L MassHunter
WA a~< N7Z7 «BE&HIFH AT 5 (GC-MS)
7L b 6890 GC-MSD
— ZALPRAEE 7 YL K ChemStation

4. HIEHER O BIESRM
A1 W7 a< w757 - BEOWEH
411 BREEEI v~ T T

7T A ZORBAX SB-C18 (7 L > )
WNEE 2.1 mm, £ 100 mm, KifE 1.8 um

PRHIE - Smmol/L Wiz 7 »E=v L/ 7T h=FVU L
90:10— (8 min)—5:95 (1 min)

TR 0.3 mL/min

77 BIRE 40°C

ABHE A& 5uL

PREFIRER - IRy afY—)b; 7.7 min

A IR aF S — )R UK - 4.3 min
4.1.2. BESHTE

A A AbIE L7 hr AT L— A F1kE (BSD
EE—R

RZI AT AVRE 300°C

W8T A 5 L/min

X T TA Y —HT] 45 psi

= AN ARE 400°C
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= AT AR
A A8 NETE
T AR —EFE

o) Yg VEFE

A F U HE
FT=H YT AT

Aw s EXB (f IX_afy—)

11 L/min
5000 V
A IXRVaF—; 100V
A IR aF S — )RR S 100V
A IR aFS—)L 30V
AIRaTF S — PR DR 30V
(2 Pa T AN
MRM
IR afF = S =Y —A A m/z412.9
TaXx s hAY  m/iz125.0

A IRV aF =R DONR; T ) =Y — A A m/z270.9

IRV

i

P

HEAG

AR
AEHEA R
PREFAERA] -

422 BEHHTE

A A Ak
I = R —

A B —T = — AJRJE

A A PRI
A F U RHE
T XV T AT

Xy s AY m/z173.9

42. A<= 757 - BESHE
421 HRZu<w 57

HP-5MS (7 ¥ L > i)

WL 0.25mm, £ 30m, [EE 0.25 um

50°C (1 min)—25°C/min—125°C —10°C/min—300°C (6.5 min)
HEAR 250C

INNVARZTY w b AFEANE (230 ZEH 0.5 min,

XV AJET) 150 kPa, X— PRE[#] 1 min)

* U 77— (He) 1 mL/min

4 uL

7.6 min

B ERE (ED

70 eV

315°C

230°C

SIMi%

EEA AV ; m/z161
WA A s m/iz 90
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Aw s EXB (f IX_afy—)

5. IREMRDIER
5.1 £ IRV aF Y —NVROA IRV 2F U DR

AIRAFY IV, IR 3 — Ui DOVRO A AEAE R 10.0 mgE £ & 50
mLO A AT T AR L, 78 b AZEME L T200 mg/LEEYERIK 2 708 U7z, &K%
LBTORAL, T b= kUL KE50:50, viv)IRTR TAR L C0.00005, 0.0001, 0.0005,
0.001 % TX0.002 mg/LDOIRASHEMERIR AL LTz, D5 uLEZ RSOk v~ 7
7 BEONFHIEAL, T ABEEE A NTA IR a Y — L RS, IR a)
V=W RO Y — 7 mfE A JE L, BECEE (ng), MY — 2 EEAE & o T
BB A VER LT,

52. 24-Yr7unry=yr

24-V7au T = COERET10.0mga S0 mLO A AT T AL, 7' b AR
L C200 mg/LEEHERR Z R L=, Z ORI A 1%DEGE A 7 & b i CTA R L 7C0.0005,
0.001, 0.005, 0.01}%7r0.02 mg/LOIEERRIK AT LTz, £ D4 uLZFIRKIFEDO T A7 v~
N7 T BEEGHTEHIIEAL, T HABHEEEHNC24- 7 an T =) O —7
HREZRE L, SEcERE (ng), MY —7 EEE L > CTREREER LT,

6. SHTiE
6.1. HTHAE
6.1.1. BEIORITLE

ZHELUTCREHIEEZEY, F2 ZftlenBI LI2bONExAD2 o2y GhH ik,
R ERITHT, ZNENOREARZ/ER Lz, RROLAIL, EELE 2K, M
P L CHAESIZELY , BAEIS00 glZkt L C5%REEKFE T R U w7 A/KERHK200 g# s LT 2
FH—TEE—b L7ztk, BH L TmEkF (—20CRE) Lz, REOLAIL, EE
ootk YL CEESICEY, 3RER00 gioxt L T5%RAEKFET F U 7 LKIEIKS0 g
ZRINL T X —CERE (L LI-tk, #E L THERGE (—20C%E) Lo, £7-,
Bol-RNEREL BREEZ AV CRNERERL (%) 2HEHLE,

6.1.2. fH
6.1.2.1. Bl

Bt Uzitkl28 g GRER0 g4 &) 2 =/A7 7 A 22iEn0 &0, 7 100 mL
ZMA T30 IR & 2 i Lz, st & A&7l L=k C s Al L, #&iks T
T 50 mL TV, [FRRICAE LTZ, AiREGHE7 & o T200 mLICER LT,

A IR AFT =V OAS IR aF Y — Ui VKT, 02 mL GREN.2 ghf Y
) ZEL, K10 mLEEI L%, 40°CLL F KB CRITRMEL, 7 b 2/E
L7z,

24-V 7T =Y 0%, £020mL GUER g4 &) 20 L7,
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Aw s EXB (f IX_afy—)

6.1.2.2. B

Bt Uzitkh4 g GREMO g4 &) 2=/A7 7 A22iEn0 &0, 7 2100 mL
ZMA T30 IR & 5 i Lz, it s A& 57l s CR s Al L, #&iks T
t 250 mL TV, [FRRICAIR LTZ, AiREGHE7 & R T200 mLICESR LT,

A IR AT =N KOS IR aF Y — R VUKL, ED4mL GRE.2 gl
&) L, K10 mLEEINM L%, 40CLL FOKBH TIRIERMEL, 7k 28 E
L7z,

24-v7unT =0 0%, T040mL GUER gfiX &) 2B LT,

6.1.3. FEH
6.1.3.1. £ IRVIFYV =NV KRS IRV F I —PR D AR
6.1.3.1.1. CsI =H T AT X B FEH

CsX =T L7 = kU5 mLEO/KS mLANERGE T UATLE L7z, RO B
WRERMLERLT-Cs =0 7 AR T L72tR, BTk 78 =KV (70:30, v/v) IRIK
SmLZJEFL, 2Ok E Tz, WIZK/7E F=K UL (30:70, v/v) E#EZ20 mL
ZIEF L, IWHIRETY, 40°CLL T OKIBH CRUEERME L, mEITERXI F ORI 2 %
FELT,
6.1.3.1.2. BA AL RMI =TT AT X BRER

Bt A AR =H T DAY ) —/L5 mLEFE F URTALEL L=, 5% A X ) —)L5
mLICIAEMRE L, BERAB L%, AT RMWI =D T AT LT, SBIZAZ ) —b
25 mLZEVE F L, @EHKREZIY, 40°CLL T OKIBH CRILEM L, RBIFERZILFT
WA 5 LT,
6.1.3.13. 7 U INI=HT ATk DR

7Y P =T AIAFY ST b (9555, viv) IRIES mLAE R T URTLER L7,
PR % [FRIRS mLICIAfR L, @BEWABE LI, 7l VLI T AMIHFLE, &
HICERIES mLA W F L, 26 DMK AT, kic~FH% 2 /7% k2 (60:40, v/v)
IRIK30 mLaiit F L, WHKZIY, 40°CLLT OKEH TRIERME L, &BITERIIL T
T2 E L LT,

6.1.32. 24-Yrunuy=Yv
6.1.3.2.1. FER—FNVEREE (WEEDIKLfEZETe)

B 7 HHRIZK100 mL, LT R YU 7 A10 gk OWFiE=F /L 100 mLZHI L, #RE
T WTS MM LIRS 5 Lic, BReiER, B F VB Z L, KiEIZIXnEE
TF V50 mLEMZ RO & 5 KOV EZ 0 LT,

WIZ, KJEIZ6 mol/LIEEA1 mLZ W%, 1RERGE L CHaE 2 K53 fi# L7=, 1 mol/L
S O0.1 mol/L/KER{LT U w7 SRR &2 WL CpH7~SIZFH%E L7=%%, FEfR—F /150 mL
WML, IR E S22 AW TS IR LIS 5 Uiz, B ER, B~ T VE % /0L,
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KBTI = F 30 mLE2 MR [FRROHR & 9 ROV B vk LT,

R T IVEE G, BAKREET U U ATHKAR L, 1%DEGEA 7 & b Ak
2mLIRANEE, 40°CLL T /KR CRIERME L, RZITIERXLE F CRELZEE LT,
6.1.322. 7777 A NA—KRrI=hT ML DKER

757774 NI—RU =0T ACEE T VS mLZE i F UATER U 7=, 7Y % BElk
TF VN0 mLICIESRE L, BEMLIRLT21%, 77 774 NAI—HRI=HT LI N LTz,
S OICHEB=TF 10 mLa it F L, BEEHEZIRY , 1%DEGE AT & kU E%iHk2 mLiNE,
40°CLL T DRI CIUERRM L, BZRITERRIE N OB E-EE LT,

6.1.323. 7 U PN I=HT ATk DGR

7Y VNI =T MIAFY 10 mLAaGE N LRI L7z, FREW & ~F% Y% 5 mLIZ
WL, BEWAE L%, 7ol V=T L F Lz, S5IC~FH 2 5mLEii
TL, 2otk z#E Tz, wIC~FV 2 B F /L (90:10, v/v) JEE10 mL% i
L, WHRAZEY, 1%DEGEAT & b k2 mLIIN®E, 40°CLLF O /K H CHE R
ML, BRITERRE N OB ERE L LT,

6.1.4. T&

6.141 A IRV aAF—NLVRORAS IRV} — PR DR

WA T 2 h= KUK (50:50, v/iv) 1RIK2 mLICEEME L, SEIZG U CRIBKR CA
WUTz, ZOWEDS pLERIREEMFEOWK s a~ 75 7 « BEGHRHIEAL TE—7
Mm% RO, MEHLVA IRV aF Y — A FOAS IR aF Y — iR AR DEE
R, B ORRRRREZF N L,

6.1.42.24-Yruuy=1

FeREWE T2 b2 mLIZIERE L, MEIZIG U CTI%DEGEHA 7 & b IR CHAR L7z,
ZOWE DA pLERTGERMEO T A7 v~ N 757« BESHFHIEA L TE— 7 migz R
W, REREIV24-Y7unT =) v OEELZRD, WEHPORBREZEH L,
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6.2. FERFME (LOQ) KUMHIRAfE (LOD)
6.2.1. £ IRV IAFV =V EORA IRV I F V=R AR

TE RS AR Y & AR HER i B TR EA R E RS
(ng) (2 (mL) (nL) (ppm)
P
0.0005 0.2 2 5 0.001
AP
0.0005 0.2 2 5 0.001
f/ M AR i & ARSI A& fHABR SR
(ng) (2 (mL) (nL) (ppm)
R
0.00025 0.2 2 5 0.0005
APz
0.00025 0.2 2 5 0.0005

AIRaF =), A IR aF YR DRI TR G [E CAE

6.22.24-Caury=1

TE PR AR Y & AR & R AREVRIR EAE TE RS
(ng) (2 (mL) (nL) (ppm)
KA
0.004 2 2 4 0.001
R
0.004 2 2 4 0.001
/Mg AR & R ARVRIR & T RS
(ng) (g (mL) (nL) (ppm)
KA
0.002 2 2 4 0.0005
KRB
0.002 2 2 4 0.0005
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6.3. [EIXEE

OYMTHERERR D T2, BRI D FL A M OV B2 O3[R ALELT B #%5kH 2 FAV T, 0.001 ppm (E
EIRFAFEY), 0.25 ppm &2 S ppmAS IR EIC IS 1T 5 FINGRUER 2 & 58T CEM L7, =6
A IR aF Y = VD RPUTOWTIE, AR ORI M O 1 00 BELFEECEL 2 HI VT 20
ppmFSINENLGRER 2 4318, Fred /i CHEiE L7z, 72k, MOHEHEHIZESN L, £ TF
BRI (<0.001 ppm) Toh-o 7=, FEUGRERGS R4 FITRT,

LR34 B RS e A PR R TR A L S BB A T OO B IRTIL 3[EAL PR T H % 30k A
6.3.1. RADEIRE

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
A INAFY =)
B IRFIT 5 83, 83, 81,
81 2.8
79, 78
BRI 0.25 85, 85, 83,
83 2.5
83, 80
BRI 0.001 96, 90, 88,
87 8.8
88, 75
A IR aF = LR VIR
B IRFIT 5 92, 84, 83,
85 5.0
82, 82
BRI 0.25 87, 87, 84,
84 3.6
81, 81
BRI 0.001 120, 110, 108,
106 10.8
102, 89
24-y7vuury=1
IR 5 85, 85, 83,
83 4.0
83, 77
BRI 0.25 89, 89, 84,
85 5.0
83, 79
B IRFIT 0.001 104, 97, 96,
97 4.9
95, 91
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6.3.2. R DEINHE

Anrr WEXB (

IR aFY—))

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
IRXvafFy—v
RIK 20 87, 86, 80,
86 3.5
e 20 89, 86, 86
BRI 5 87, 87, 85,
86 1.6
85, 84
IR 0.25 89, 89, 88,
87 2.9
87, 83
IR 0.001 72, 67, 66,
67 4.5
66, 64
A IR aF S — Ui DV
B IRFIT 5 90, 87, 86,
87 2.0
86, 86
BRI 0.25 88, 88, 87,
86 3.4
85, 81
BRI 0.001 84, 82, 80,
77 9.8
69, 68
24-7nury=y v
B IRFIT 5 83, 77, 75,
76 5.7
73, 72
BRI 0.25 81, 80, 77,
76 6.7
71, 70
BRI 0.001 94, 94, 91,
91 4.2
89, 85
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7. FEEEH

BT AR R 2 T DMAEFEDOEEOEHOERMIZOWT) CEMRIF4H 1A
TR TS EAL SRR A RERREE) ([ZEOE, NEKEEHZITo T2,
EHILYE . 20MIAE A 5 T LT, & 1 IR ELIEUE K T0.01 ppmEINEEl (7 +
U7 g—ar ha—Likkh) 200 Lz,

I VT 4 —ar ha— VR B TRE R A R,

77, 2011410 H £l o & L E AR S EHAE (MHEEARLELZeEY v #—)
BT HZAaTIZETZILLTH T,

71.7 % VT 4 —a v boa— LB s

7.11.8H
iy 4 SARiME| il L 7= [l L ALALRLD
(%) 53 W E (ppm)
A IR aFS—)L 2012/ 9/19 Kk 92 <0.001
2012/10/ 1 (S5 82 <0.001
2012/ 9/ 7 B IR 73 <0.001
2012/10/18 =15 94 <0.001
AINvafFy—) 2012/ 9/19 K 101 <0.001
[ RANAIR S 2012/10/ 1 sl 92 <0.001
2012/ 9/ 7 =05 89 <0.001
2012/10/18 BT IR 73 <0.001
24- 7w r=1 2012/ 9/19 RIK 100 <0.001
2012/10/ 1 i A 87 <0.001
2012/ 9/ 7 BT IR 85 <0.001
2012/10/15 T IR 95 <0.001
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71288

B4 VAR iNE it L 7= [l IR AOLARLD
(%) 53T (ppm)

AINvafFy—) 2012/ 9/25 Kk 79 <0.001
2012/10/ 5 9 A 93 <0.001
2012/ 9/13 W 75 <0.001
2012/10/18 BT IR 81 <0.001
IR afS 2012/ 9/25 Kok 81 <0.001
B VAR 2012/10/ 5 i 103 <0.001
2012/ 9/13 BT IR 86 <0.001
2012/10/18 T IR 94 <0.001
24-unr=1y 2012/ 9/25 KIK 84 <0.001
2012/10/ 5 (S5 94 <0.001
2012/ 9/13 T IR 73 <0.001
2012/10/15 =5 98 <0.001
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8. <}V v 7 ABHROMER

< b U v o AREUEEE, B OB RE O BRI mLa A8 T 5 2 225y B
L. 40CIATF kIS CRERR L, BHRAM T CRBERELLE, 1 Iva)y—
RO IR aF Y — U P RI30.001 mg/LO KR S IR AR EVEET mL, 2.4-
Crun7 =1 2 130.01 mg/LOM RS mLICEMR L TR LS, < U v o 2
RELIHTRE R 2 1SR

8.1.1.52HK
Y4, e ~ U7 AR

(%0)

A IR aFS—)b bk y

AN 81

e 82

S IR aFS—)L bk o

Birse Ptk N 96

i 98

24-V 7 r=1 i o

e Al 101

Bl 113
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8.1.2. 8K
WA 4 Bt YT AR

(%)

A IR aF ) —)L KK 75
e 93

=10 74

A IR aF ) —)L KK 95
i P LAR T 1 102
IR 100

24-V7ouy=1 RIK 104
eyl 97

IR 116
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9. REFREMRB

IRy afy—))

B)—{b U e S AN b A 2 i L, —20CIZBRERAF LT, —EMIFRIRAT L
Tot%, [FRRICOHT L TR Z RO | RAFPOREM 2 Lz, RAFZEMERBROM R

ZRITRT,
0.1 EADRTFREMERBRAE R
9.1.1.A4 IRV aIFY—1
N B TRAFHIH EIES RESIEYES
I/l 5544
(ppm) (R) (%) (%)
0.5 RIK 92 (2012/7/18-10/18) 81, 80 80
0.5 =F ] 78 (2012/8/1-10/18) 79, 78 78
0.5 =15 105 (2012/7/5-10/18) 85, 80 82
9124 IR aF V= VAR DR
IR B TRAFHIH EIES RESIEES
I/l 5544
(ppm) (R) (%) (%)
0.5 RIK 92 (2012/7/18-10/18) 82, 80 81
0.5 =t 78 (2012/8/1-10/18) 77, 77 77
0.5 IR 105 (2012/7/5-10/18) 82, 77 80
913.24-v7uvuuryr=y v
N B ‘ TRAFHIH EIES RESIEES
I/l 55 44
(ppm) (R) (%) (%)
0.5 RIK 89 (2012/7/18-10/15) 83, 82 82
0.5 R 75 (2012/8/1-10/15) 82, 82 82
0.5 = 102 (2012/7/5-10/15) 86, 86 86
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IRy afy—))

9.2 R DIRFLR EHRBRE R
9214 IR}y —)u
TINYREE ‘ TRAT IR EIES B SEES
I/l 45544
(ppm) (H) (%) (%)
0.5 PRIk 92 (2012/7/18-10/18) 80, 75 78
0.5 =yl 78 (2012/8/1-10/18) 83, 75 79
0.5 IR 105 (2012/7/5-10/18) 84, 82 83
9.22.4 IRV IF VPR VAR
TINYREE s PRAF IR EIES B SEES
2z
(ppm) (H) (%) (%)
0.5 PRI 92 (2012/7/18-10/18) 83, 80 82
0.5 =3l 78 (2012/8/1-10/18) 80, 79 80
0.5 IR 105 (2012/7/5-10/18) 82, 81 82
9.23.24-v7uuy=Yy v
IR EE g TRAFHIH e SBSIEINES
I/l %544
(ppm) (R) (%) (%)
0.5 PRIk 89 (2012/7/18-10/15) 76, 76 76
0.5 =3l 75 (2012/8/1-10/15) 74, 73 74
0.5 IR 102 (2012/7/5-10/15) 72, 72 72
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-1, <A AT R L
fFR-1-1. £ IRV 2 F S —ADO<wRARY L (LC-MS/MS)
AIRVaFS =D AART "V (—RA A V) O—f (EE—F)

x105 |+ESI Scan:2 (0.2 min) Frag=100.0V S120524_09.d

161 412.9

1.5+
1.4+
1.34
1.2
1.1

0.94
0.8+
0.7+
0.6+
0.5+
0.4+
0.3
0.2
0.1+ ‘ ‘
O,H - - . “H “\‘ - H\“\w - ““H‘\‘u - \“‘ . “ . - HH“‘\‘ - H‘ ‘\“w‘hu‘

365 370 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445 450 455

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

AINvaFY—ADT Ly hNAF AT O
(FV I —Y—AF ; m/z=412.9, [EE—R)

x104 |+ESI Product lon:2 (0.2 min) Frag=100.0V CID@30.0 (412.9 -> **) $120524_108.d
4 125.0
3.8
3.6
3.4
3.2

2.89
2.69
2.4+
2.2+

1.8+
1.6
1.4+
1.24

0.8

0.6

0.4+

0.2

07 T T T T T T M \M T T T L T T ‘\ T T T T T T

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

*

58



Aw s EXB (f IX_afy—)

fF-1-2. £ IRV aFS— VR DAEO~ A ZR7 "L (LC-MS/MS)
A IR AF S PR DD~ A AR WL (—IRA F ) O—FF] (EE— R)

x105 |+ESI Scan:2 (0.2 min) Frag=100.0V $120524_10.d
1 2709

0.95+
0.99
0.854
0.84
0.754
0.7+
0.65-
0.6
0.554
0.5
0.45
0.4+
0.354
0.34
0.254
0.2
0.15+

ol 293.0
0.05

0 R TPV PR T H\ \‘HHMMHH“ ‘Hw\ TR | KN1 AT P

T T T T T T T T T T T T T T T T T T T

225 230 235 240 245 250 255 260 265 270 275 280 285 290 295 300 305 310 315
Counts vs. Mass-to-Charge (m/z)

A IR a S =R DR T a R T N AF o ALT S L O—F
(FV I—Y—AF> ; m/z=2709, [EE—R)

x104 |+ESI Product lon:3 (0.2 min) Frag=100.0V CID@30.0 (270.9 -> **) $120524_109.d

173.9
2.4+

2.2

21
1.8
1.6
1.4+
1.2

1
0.8

064 139.0

0.4 110 186.7
0.2
n
T

0- u ‘\ ‘ T ‘\Hm\ ‘ . | . . *
T

T T ; : T = T T T
60 80 100 120 140 160 180 200 220 240 260
Counts vs. Mass-to-Charge (m/z)
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HE-1-3.24-Y 77 =Y O ART k)L (GC-MS)

Abundance

Scan 110 (7.472 min): G120524_004.D¥data.ms
161
600000 i

550000
500000
450000
400000
350000
300000
250000
200000
150000
100000
90

50000 63

52 73 80 ‘ ‘ 133
o ‘H“gl“wW\h“MUH,N“MHH‘W}V‘Jp?“1?9JM“Wﬂ3914§‘J§5‘ ez 179

40 50 60 70 80 90 100 110 120 130 140 150 160 170

99 126 J

m/z—>
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f1X-2. BED 7o~ 7T 5 ((REH)
fR-2-1. £ IR aFS—rora~ 75 A

BEYER 0.01 ng FEYESL 0.0005 ng iRy AL
SuL/2mL/0.2 g
x10 3 [+ EICMRM (412.9 -> 125.0) $120919_imi_46.d x10 3 [+ EICMRM (412.9 -> 125.0) S120919_imi_07.d x10 3 [+ EICMRM (412.9 -> 125.0) $120919_imi_03.d
3.2 3.2 3.2
37 37 37
281 ' 281 281
2.6 2.6 2.6
2.44 2.44 2.4
2.2 2.2 2.2
27 27 2
1.87 1.87 1.87
1.67 1.67 1.67
14+ 144 14
1.29 1.29 1.2
17 17 17
0.8 0.8 0.8
0.6 0.6 0.6
0.4 0.4 0.4
0.2 k 0.2 k 0.2
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hiw 4P 1A Bl 4 ELE 3 A ElE 4 AL 7 A
Sul2mL/02 g SuL/2 mL/0.2 g SuL2mL/02 g
x10 3 [+ EICMRM (412.9 > 125.0) $120919_imi_22.d x10 3 [+ EICMRM (412.9 -> 125.0) $120919_imi_20.d x10 3 [+ EICMRM (412.9 -> 125.0) $120919_imi_18.d
3.2 3.2 3.2
37 37 37
2.8 2.8 2.8
2.67 2.67 267
2.4 2.4+ 244
2.2 2.2 2.2
27 2 2
1.87 1.87 1.8
1.67 1.67 1.67
1.47 147 147
1.29 1.29 1.2
17 17 17
0.81 N 081 0.8
0.6 0.6 . 0.6 .
0.4 0.4 0.4
0.2 0.2 0.2

1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min)

1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min)
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FK-2-2. £ IR aFS—NERXrIoEorsa~ 7T A

BRYE R

x10 2
2.8
267
2.4

227

0.8

0.6

04.

=100

SuL/2mL/0.2 g

x10 2
2.8
2.6
2.4

2.2

0.87
0.6

0.4

0.01 ng FEHESL 0.0005 ng IR AL
SuL/2 mL/0.2 g
+EICMRM (270.9 -> 173.9) $120919_imi_46.d x10 2 [+ EICMRM (270.9 -> 173.9) $120919_imi_07.d x10 2 [+ EICMRM (270.9 -> 173.9) $120919_imi_03.d
2.8 2.8
2.6 2.6
247 247
2.2 2.2
27 27
1.8 1.8
1.6 1.6
1.4 1.4
1.2 1.2
17 17
0.8 0.8
0.6 . 0.6
- n—Lh‘»«- e o 0.4 K 044~ - it
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
4 [HIALEE 1 H % IR 4 [FALEE 3 Atk IR 4 [FLEE 7 Atk
SuL/2mL/0.2 g S5ul/2mL/02g
+EICMRM (270.9 -> 173.9) S120919_imi_22.d x10 2 |+ EICMRM (270.9 -> 173.9) S120919_imi_20.d x10 2 |+ EICMRM (270.9 -> 173.9) $120919_imi_18.d
2.8 2.8
267 267
2.4 2.4
2.2 2.2
2 2
1.8 1.8
1.6 1.6
1.4 1.4
1.2 1.2
17 17
0.8 0.8
. 0.6 * 0.6 *
— ﬂ 0.4 S e L—. v p— 04 nn e L... e —

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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ftR-2-3.24-V7auar=Yrnru< 75 A

TEHESL 0.08 ng TEHESRL 0.01 ng ik EALER
4puL2ml2 g
Abundance Abundance Abundance
Ton 161.00 (160.70 to 161.70): G120912.005.D¥datams Ton 161.00 (160.70 to 161.70): G120912.008 D¥data.ms Ton 161.00 (160.70 to 161.70): G120912 001 D¥datams
12004 12004 12001
1100 1100 1100
1000 1000 1000
900 900 900
800 800, 800,
700 700 7004
600 600f 6004
500 500 5001
400 400 400,
300 3004 3004
200 2004 2004
100 L Y wox“/\\‘qmj w
; 6‘206%6%06‘80 7‘007‘2071401%07‘30 8‘008‘208140&%08.‘30 (‘){06‘206}106%06‘80 7,507‘20 7)107%7'07‘808,508‘20&%8%08‘80 506‘206"106‘60 6}807607‘207"107‘60 7,‘808608‘208"108‘60&‘80
Time—> Time—> Time—->
I 4 FLEE 1 H IR 4 [FLEE 3 Atk IR 4 [FLEL T A%
4uL/2mL2 g 4uL/2mL2 g 4ul/2mL2 g
Abundance Abundance Abundance
Ton 161,00 (160.70 to 161.70): G120912 012 D¥datams Ton 161.00 (160.70 to 161.70): G120912 020 D¥datams Ton 161.00 (16070 to 161.70): G120912 022.D¥datams
1200 1200 1200
1100 1100 1100
1000 1000 1000
9004 900 900,
800 800] 8004
700 700 7004
600 600f 6001
5001 5001 500,
400] 400] 4004
300 3004 3004
200 2004 2004
100 100 100 \"\/\./UU\JL/\J
A A AL A A A AR A AR A A A A A L A S A A A AR AR A WA A A A A A S e AL A S R AR LA WA A A A A A
6.00 6.20 6.40 6.60 6.30 7.00 7.20 7.40 7.60 7.80 8.00 8.20 840 8.60 8.80 6.00 6.20 6.40 6.60 6.80 7.00 7.20 7.40 7.60 7.80 8.00 8.20 8.40 8.60 8.80 6.00 6.20 6.40 6.60 6.80 7.00 7.20 7.40 7.60 7.80 8.00 8.20 8.40 860 8.80
Time—> Time—> Time—>
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fX-3. B o~ 7T 5 ((REH)
fFR-3-1. £ IRy aFrS—rora~ N7 5 A

BEYER 0.01 ng FEYESL 0.0005 ng iRy AL
SuL/2mL/0.2 g

x10 3 [+ EICMRM (412.9 -> 125.0) $120919_imi_46.d x10 3 [+ EICMRM (412.9 -> 125.0) S120919_imi_07.d x10 3 [+ EICMRM (412.9 -> 125.0) S120919_imi_02.d
3.2 3.2 321
37 37 31
281 ' 281 281
2.6 2.6 261
2.4 2.4 2.4
2.2 2.2 2.2
27 27 24
1.87 1.87 1.8
1.67 1.67 1.6
1.49 1.49 14
1.29 1.29 1.2
Ly 11 1
0.8 0.8 0.8
0.6 0.6 0.6
0.4+ 0.4 0.4
0.2 k 0.27 K 0.2
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
Hiw 4P 1A% Bl 4 ELE 3 A ElE 4 AL 7 A
5 uL/800 mL/0.2 g S5uL/800 mL/0.2 g 5 uL/800 mL/0.2 g
x10 3 |+ EICMRM (412.9 -> 125.0) S120919_imi_33.d x10 3 |+ EICMRM (412.9 -> 125.0) S120919_imi_31.d x10 3 |+ EICMRM (412.9 -> 125.0) S120919_imi_29.d
3.2 3.2 3.2
37 37 37
2.8 2.8 2.8
2.6 2.6 2.6
2.4 2.4 2.4
2.2 2.2 2.2
21 27 27
1.8 . 1.8 . 1.8
1.6 1.6 1.6
1.4 1.49 1.49 *
1.2 1.2 1.2
17 17 17
0.8 0.8 0.8
0.6 0.6 0.6
0.4 0.4 0.4
0.2 L 0.2 L 0.2 L—
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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FK-3-2. £ IR aFS—NERrIoEorsa~ 75 A

YN, 0.01 ng

FEHESL 0.0005 ng

Eln AL
5uL/2mL/02g

x10 2 [+ EICMRM (270.9 -> 173.9) $120919_imi_46.d x10 2 [+ EICMRM (270.9 -> 173.9) $120919_imi_07.d
2.8 2.8
267 267
247 2.4
227 2.2
2 2
1.87 1.8
1.67 1.67
1.4 1.4
1.29 1.2
17 17
0.8 0.8
0.6 0.6 .
04 . .- - A_ngw. ~men e 0.44-n K

x10 2 [+ EICMRM (270.9 -> 173.9) $120919_imi_02.d
2.8
267
2.4

227

0.87

0.6

044~ . C b e

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

iR 4 MIALEE D B
5 uL/40 mL/0.2 g

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

R 4 [BIALEE 3 F %
SuL/40 mL/0.2 g

1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min)
W 4 UL 7
5ul/80 mL/0.2 g

x10 2 |+ EICMRM (270.9 -> 173.9) S120919_imi_44.d

2.8

2.6

247

2.2

0.8

0.6

044 —

x10 2 |+ EICMRM (270.9 -> 173.9) $120919_imi_42.d

2.8

2.6

247

2.2

0.8

0.6

04— — ]

x10 2 |+ EICMRM (270.9 -> 173.9) S120919_imi_40.d
2.8
2.6
247

2.2

0.8

0.6

04 — e e e

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aw s EXB (f IX_afy—)

ftR-3-3.24-YVr7aur=Yrnru< 75 A

TEHESL 0.08 ng TEHESRL 0.01 ng ik EALER
4puL2ml2 g
Abundance Abundance Abundance
Ton 161,00 (160.70 to 161.70): G120918 023 D¥datams Ton 161,00 (160.70 to 161.70): G120918 026 D¥datams Ton 161.00 (160.70 to 161.70): G120914 001 D¥datams
12004 12004 12001
1100 1100 1100
1000 1000 10004
900 900] 900
800 800, 800,
700 700 7004
600, 600 600
5004 5004 500
400 400 400,
300, 300 300
200, 200 200
100 1004 1004
; 6‘206%6%06‘80 7‘007‘2071401%07‘80 8‘008‘208140&%08.‘30 (\)’],06‘20 &kOG%Ob“EO 71107‘20 7)107%7'07‘8081108‘208)@08%08‘80 506‘206"106‘60 6}807607‘207"107‘60 7}808608‘208"108‘608"80
Time—> Time—> Time=—>
IR 4 FLEE 1 F IR 4 [FLEL 3 At IR 4 [FLEL T A%
4uL/10mL/2 g 4pul/10mL/2 g 4uL/10 mL/2 g
Abundance Abundance Abundance
Ton 161.00 (160.70 to 161.70): G120918 010.0¥datams Ion 161.00 (160.70 to 161.70): G120918 018 D¥datams Ton 161.00 (160.70 to 161.70): G120918 020 D¥datams
1200 1200 1200
11004 11004 11004
10004 10004 1000
900, 900 900
800, 800f 8004
700, 7004 700
600 6001 6004
500, 500 500
400] 400 400
300, 300 300
2001 200 2004
100 100; 100
6! 6‘20 B.lVJ 5.‘60 6‘80 7.&)0 7‘20 7.l$0 7.‘60 7‘80 8.&)0 3‘20 B.kﬁ 8.‘60 8‘80 SG 0 6‘20 5.110 6‘60 6.;&0 7.60 7‘20 7.110 7‘60 7.%!0 8.60 8‘20 8.110 3‘60 8.;&0 g 0 6.‘20 Gl‘tl) 6‘60 6}80 7‘00 7.‘20 7“t0 7‘60 7}80 8‘00 B.‘ZO Sl‘tl) 8‘60 8}80
Time—> Time—> Time—>
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Ao JLEEXB GURHE B, (EMEE)

BENEMD 7 NV—T1b - FREIITEEAD
HWEERES, 1EYWEER

LB EES
e A R CEMERE REWEE RER REROVY EREK (%) R DS
B A% (kg/fE) (keg/f) (kg) (kg) REA R (mm)
I 0 — 1.97 1.95 9.84 9.75 92 8 2.6
B 1 1.96 9.82 93 7 1.0
B 3 1.86 9.32 94 6 1.5
B 7 2.00 10.0 93 7 22
¥ 937 1.8
g 0 — 1.72 1.72 17.2 12.0 91 9 3.2
B 1 1.72 103 92 8 2.6
B 3 1.72 103 92 8 2.3
B 7 1.72 103 93 7 2.6
¥ 92:8 St 2.7
= 0 - 1.84 1.84 18.4 115 92 8 1.8
B 1 1.77 8.84 92 8 1.1
B 3 1.84 9.18 93 7 1.7
B 7 1.91 9.54 93 7 1.4
%) 93:7 EH1.5

3NFHOMEE 3IFHOMRERDFY

1.84 kg/{#l 11.1kg

B: ANX=EVU LA, A IXraty— L i34n
U7 x /) aly =), 7Y K3 e
T7 7 =BT RiXl[EALE

67



Auy WEXB BtEESR, EH5H)

2 VE BB D —4]
213K

B R LRI F

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

A AL A AR H %

= ALER3H % = ALERTH %
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Auy WEXB BtEESR, EH5H)

Bl SEALEE R ALEEL A

R ALEE3 H AR B ALERT H %
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Auay EXC () -y, 79Ny, Tz en My, e 7z Y)

BENEH D T N—Tb - BEOHTEEHO

TREYS—N, TIZUF Py, T=rTuALYYy, BTV RV

1. HrtgmE

T pFY—L
b4 -

(RS)-5-tert-butyl-2-[2-(2,6-difluorophenyl)-4,5-dihydro-1,3-oxazol
-4-yl]phenetole
C21H2F2NO,

359.4
F CEHCH,
— =
-
SEERVER
101~102C

7.0X 10 ° mPa (25°C)

log Pow = 5.59 (25°C)

K 75.4 ug/L (20°C)

TRy 300, AX ) —)b 90, =X J—)L 90, 7 m~FH v 500,
ThZ7e RKur72 750, 7 b=hkU/ 80, Eifig=F /L 250,
XL 250, n-~FH 2 13, n-~F 2 13 (BLkg/L, 200)

Hi B : The Pesticide Manual, 14th Edition.

779 R
b4

o1
o

s

(S)-a-cyano-3-phenoxybenzyl (Z2)-(1R,3S)-2,2-dimethyl-3-[2-(2,2,2
-trifluoro- 1 -trifluoromethylethoxycarbonyl)vinyl|cyclopropanecarboxylate
C6Ha1F6NOs

541.4

H H O ¢N

., Va 1l
(GFE}ZCHD\ j{:: C*—-—..Dw"{lj D\@
i :>?<H H

CH; CH,

=03

o



e

VN
(2N
REE
S BeAREL
FERME -

=

Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

ERENVES

81.5°C

4.4X107° mPa (20C)

log Pow = 5.6 (25°C)

7K =0.02 mg/L (257C)

TR, ZuBaRL, YruaRAR s, BigTTL,
VAT IR LT 2 R >500,

AV TrELT—F)V 170, =& ) —/L 40, ~FH 2 10,
n-42 % /—n 10 (LLLkgL)

H  Hi : The Pesticide Manual, 14th Edition.

ZxzrFanRry v

{54
AN aE= Vi
S

I

(RS)-a-cyano-3-phenoxybenzyl 2,2,3,3-tetramethylcyclopropanecarboxylate
C2oHy3NO;
349.4

N
CHs CH

7 0
—
CHg; N 0

CH; CHy

TR o[ A

45~50°C

0.730 mPa (20°C)

log Pow = 6 (20°C)

K 14.1 pg/L (25°C)

oLy, vra~kt /2 1000, A% —/v 337 (UL kgkg, 25C)

H  Hi : The Pesticide Manual, 14th Edition.

|=ilZ2= I N AN
{54

>

> P

%
%

E= N,

i

2-methylbiphenyl-3-ylmethyl (Z)-(1RS,3RS)-3-(2-chloro-3,3,3-trifluoroprop
-1-enyl)-2,2-dimethylcyclopropanecarboxylate

Cy3HxCIF;0,

422.9



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

Mg
(Z)-(1R)-cis-
CEs Q
=Ll c-Q CHs
Cl H>?<H CHz O
CH5'CH, O
H H
Cl -
. N )
C=CH G CH
CI;; GH3CH3E} CH, 3 O
(£)-(138)-cis-
PE ok RAEMEDWAR ;5 #hdIR S L <1TA S RO AR
21 68~70.6°C
AR 0.024 mPa (25°C)
SrBe AR log Pow>6
e - K <1 ug/L

TRy, ZuukiLh, VruuRrRAR, VF LT —T ),
L TR
NS B A B ) — VITHEG

H{  # : The Pesticide Manual, 14th Edition.

2. REAE R ORI
T R UAERE © RIEE 100% (ki T.365))
T UF Y AEAER o W 98.7% (FoyGitisE T.36M)
Tz usN Y URERER - MBS 100% (FIOGRiZE TR
BTz MU URERER - MR 99.5% (BEE(LHY)
TER=RNUL, TR EREREERRE (PG TR
F R Fr7I:  HPLCH (ot T35

TER=RY L LC-MS I (Froftflidk T2 HY)
FERE T E=7 A AR (ROl 6%
K PURELAB Flex System(Veolia Water Solutions &

Technologies,Saint Maurice,France) T 8 L 7z /K



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

TI7757A MI—RI=HhT A

InertSep GC, 500 mg/6 mL (3—=x /LA = X )

3. BER S

CERaP N A KZ7— -+ FL F AG245} 0XS2002S

LFF T— 7V K+« 5 A FG-60KBM K ’FV-60KA2
I FH— - T7 « T A 1iRZ—7 BLIXER-5Plus
REYFA Y —

kinematica PT 10/35, PT3100
ks u~ v 777 - HEBOHERIV AT A (LC-MS/MS)
7 YL~ 1290 HPLC
7 YL b 6460 Triple Quad LC/MS
T — Z JLPRALE 7 YL b MassHunter
4. WL < 757 BESHTEH OBIESRME
41 BRI u= v 7T 7 - BEOHTEN @) -, Txv7 wn MY, T 72vE)Y)
411 BEEEs v~ T TT

TN ZORBAX SB-C18 (7" ¥ L v M)
WEE 2.1 mm, £ 100 mm, KifE 1.8 um

VRBER - 7Y b=bFUN,/5mmol/L BFfT =7 A
70:30— (7 min)—95:5 (1 min)

Pk 0.3 mL/min

77 LR 40°C

AEHEA & - 10 uL

PRFIRERH] - T FFH Y —)L ; 3.9 min

Zxr7uas/sxkY Y 43 min
7=V ; 6.1 min

4.1.2. BESHTE

A A AbIE L7 b AT L— A F1kE (BSD
EE—FR

RZ AT YRS 300°C

HLME T A& 5 L/min

X7 TA Y —FT] 45 psi

U AT ARE 250C

AN AP 5 L/min

A FHNERE 5000 V



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

T A K —EE

aYva B

A ARk

F=H Y TAF

= hFH Y —; 150V

TJxzr7a/NrY Yy 50V

==V NI (1AY

T hEFHPV—1 30V

Ty FaNRYy 14V

7=z kU ; 8V

(VT a ANy

MRM

T XY= T H—F—AF > m/z360.0
Taf g hAAY  m/iz141.1

Txr7maNh )y TV I —Y—A 4 m/z367.1

TaX s " AAFY  m/iz125.2

7z U2 Y —Y—A A4 m/z440.0

TaX s hAFY  m/z181.1

42. ks a~ 757 - BESE T2V F NI YV)
421 EEBEE I o~ NTT 7

VIR AV
TRBER -

Pk -

717 DR
AREHEAR
PRFFRER] -

422, BESWE
A F Ak

WL AR
Rz T AP
2T ITAP—FT]
U A I ARE
T AN A
A FHNERE
7T A2 —EE

ZORBAX SB-C18 (7 L > M)

WEE 2.1 mm, £ 100 mm, KifE 1.8 um

7 h= U/, 5 mmol/L BT L E =7 A
70:30— (7 min)—95:5

0.3 mL/min

40C

SuL

4.8 min

Tl huAFL— A4k (ESD
HE—R

300°C

5 L/min

45 psi

400°C

11 L/min

3500 V

100 V



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

oYV U EE 1A
A F R MRM

F=H YT, T 7V =Y —A 4 m/z540.0
TaXy A m/z300.1

5. REMDIER
51, = hFHY—, ZJzvFuXb) U ERET7 YV

T ¥V —, Tz TR R T 2 MY OARERER10.0, 10.0/%TN0.1
mg (%10.0 mgh4) Z&KLZS50mLOD A AT T ATKERF L, 71 b A L T200 mg/L
R 2R Lo, BRREEETHOEA L, 78 = KU, 7K(50:50, v/v)iRiK THA
R L 0.0001, 0.0002, 0.001, 0.002% 0%0.004 mg/LOIRAIEMERK 2R L=, £ D10 ul
EEAVEOWE 7 v~ N7 T 7 TBEESHFHIEAL, 7 — X WBEEE Z VW= b %
V=, 727N VR 2 N Y O — 7 RS A HIE L, AR E A (ng),
fitlhlc v — 7 mfEE & > CTEMREREER LT,

52. 77VUFrhrVV»

727 UF MY OFERER10.1 mg (10.0 mghA) Z50mLD A X7 T Za|THEEL, 7k
R AZERE L 200 mg/LAERHEIR 20 Lz, Z DK AE 7 & F= kUL, /7K(50:50, v/v)
IR CATIR L 7C0.0002, 0.0004, 0.002, 0.004% T00.008 mg/LOIEAERHL # L L7, T D5
LA 42D v~ 7T 7 HEBEOHEHIEAL, 7 —Z0ABEEZ W TT 7
UF bV rov—rEEaRlE L, HEllcEE (ng), MY — 7 EE & > THREf %
ERR L 7=,

6. STk

6.1. HTHAE

6.1.1. FAEtDORITALI
ZHELUCARHIERZRZEY, SxZHEHCenBEI LI b O AD2 oY GhEiik,

RAERBITHT, TNENORLERBZER LTz, ER&E & 7%, BE L THHRMAE
(—20C&E) L7z RASHRFHITIZIRAOF LR Z I, ML, IxH—TH—1{b
Uiz BB HTRECIT R OF KR AT, ML, IxY—ChH—bliz, £/, &
Sl RAEEERTEEZAVCRARKEEL (%) #HH L,

6.1.2. HhiH
6.1.2.1. A
B~ L7ealBl20 g2 =47 7 222300 £ 0, 7 F2 100 mLZ A1 2 T304 iR &

6



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

2 L7z, it & A& 0 7 il LR =k TS| A L, #5477 & B 250 mLTHEY,
FEIC A LTz, AiEEbET7 ' R T200mLICERL, £02mL GREN.2 ghi4 &)
OB LTz, B L 7o HHRIZ K10 mLZ I U721, 40°CLL T 7K H TR #AHE L,
TERNEEELE,
6.1.2.2. R

Yt L7=ilBH0 g =A 7 7 A3Emh 20, 78 h 70 mLE M THREDF AW
— THEFh Lc, &% 7 MOHE LB 27 7 R 30 mLTHEvs L, TRk & 5ot
SR E 5 Ui, it & A& B 7ol (s =F Clks A L, 7&E% 7 & F 250 mL
T, FERICAB LT, AIREGDE T F 2 T200mLIZERL, Z04mL GUE0.2 g
MM E) Z4B U7z, 2B L 7=fHIRIZAK10 mLA I L7121, 40°CLL T oK H ClsE
BifEL, 7T M 2R ELE
6.13. 7’777 bI—ARUI=hT AL BER

77774 MH—RUI=8T AT b5 mLEOVKS mLZEXRGE F UATALER L 7=,
ATEOEMER AL L 72/ T7 7 74 b I—R I =0T AR F L%, 7 b/ K
(50:50, v/v) JE#K10 mLZEyE FL, ZHbDOWMMKEIE T, 77774 M AI—ARUI=

BT EBE VIR E L=, T h T Re 7 Z 2 20mLa FL, IRHIRAZEY, 40°C
uTwmm$TMF%%L,W?mgﬁﬁﬁTf%ﬁ%%ibko
6.1.4. BE

W aET 2 = KUK (50:50, viv) TRIRS mLIZIEME L7 (727 UF MY A
BAEIRIR) o & DI Z OWIRZ FRIK CoEm M L7 (= by —)1, 7= a/NhY
YROET = b U BT RERERRIR) . 26 OERITMLENZ IS U CRIER TAR L7,

IF%%/~A/71/7&A%J/&Ut7i/%)/ T BRI IE, % D10 uL
A VHDOWRME 7 v~ N7 7 < EHESWFHIEAL TE— 7 mfEZ R, MEfHF LD =
k) —, 7:/7uﬂh)/&UE7I/FJ/@EE%*®,ﬁﬂ$®%% Al
ErRM L,

727 UF N U ARSI, T OS5 uLE FA2EOIRK s v~ N7 7 ERESHT
ﬁ:&ﬂbft~7ﬁ%%ﬁw,@%ﬁi@?&)%%)/@ﬁg%*b,ﬁﬂ$@§%
REZRH L,



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

6.2. FERFME (LOQ) KUMHIRAfE (LOD)
6.21. = h¥HS—), ZJxzrFuXrYy, 7z hY*

TE RS Y & AR HER i B TR EAE E RS
(ng) (2 (mL) (nL) (ppm)
P
0.002 0.2 10 10 0.01
P4
0.002 0.2 10 10 0.01
f/ M AR i & ARSI A& fHABR SR
(ng) (2 (mL) (nL) (ppm)
R
0.001 0.2 10 10 0.005
APz
0.001 0.2 10 10 0.005

*T hEFY S, Tz TaskY

622. 77 UF I

, EZ7zr U AT TRL R UE

TE PR Y & AR & R AEVRIR EA R TE RS
(ng) (2 (mL) (nL) (ppm)
R
0.002 0.2 5 5 0.01
APz
0.002 0.2 5 5 0.01
/Mg AR & R ARVRIR & T RS
(ng) (g (mL) (nL) (ppm)
KA
0.001 0.2 5 5 0.005
B
0.001 0.2 5 5 0.005




Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

6.3. [EIXEE

INTEMEGR O T2, BRI O F A & OR D SEALEEE 2 VN T, 0.01 ppm (B &R SR
), 0.25 ppm & 'S ppmiES IR E I 1T 2 FINGRER 2 & 5B 0T CHEMm L7z, SHIZ7 =
7N MY DRI OVNTIE, AR O S O EALHEUR 2 IV T10 ppmiRINEINEE
B & ST CEME L7z, 723, EEAPERUEHI2E T L, & CEBRAARM (<0.01 ppm)
Tholo, FEIGRERFE R Z RITRT,

LR 34 B R A e A VR AR SR A L SR AR TR A 3 OO B IR I AL B SR % i
6.3.1. RADEIRE

Akt IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
T hFH—
BRI 5 101, 101, 100,
100 2.1
100, 96
BRI 0.25 103, 101, 95,
97 4.5
95, 93
BRI 0.01 109, 103, 102,
103 3.9
101, 98
77VF RV
B IRFIT 5 92, 85, 82,
84 6.3
81, 78
BRI 0.25 91, 88, 86,
84 7.4
82, 75
BRI 0.01 95, 93, 91,
90 5.2
86, 84

A=Al I Y

B IEFIT 5 102, 101, 98,
98 3.3
97, 94
B IEFIT 0.25 95, 94, 89,
89 5.8
86, 83
B IRFIT 0.01 96, 94, 92,
93 2.2
92, 91




Away MEXC () -v, 720FNY, Ty en My, b

6.3.1. RADEINER ()

7z/M)

v VIR B EIIEsS NAS|E e RSDr
(ppm) (%) (%) (%)
| RIS
IR 5 98, 95, 92,
93 3.5
91, 90
BT IRFIT 0.25 92, 90, 86,
87 5.0
85, 81
BRI 0.01 84, 83, 75,
77 9.0
75, 67
6.3.2. B DEINE
v TSI B EIEsS NAS|E I RSDr
(ppm) (%) (%) (%)
T hxHy—L
IR 5 94, 91, 89,
89 3.9
87, 85
B IR 0.25 87, 85, 84,
82 5.4
80, 76
B IEIT 0.01 82, 79, 78,
78 3.9
76, 74
T2 UF R
BRI 5 93, 93, 90,
90 3.8
838, 85
=5 0.25 94, 89, 88,
89 3.8
87, 85
=5 0.01 101, 95, 93,
92 7.5
86, 84

10



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

6.3.2. REDEINE (Fix)

v TSI B [EINE RIS SIE NS RSDr
(ppm) (%) (%) (%)
A=Al IPY
=S| 10 106, 98, 97,
98 5.3
95, 92
BRI 5 105, 105, 103,
103 2.8
103, 98
" IRFIT 0.25 104, 101, 95,
97 5.4
93, 92
B IEIT 0.01 101, 94, 89,
91 7.6
87, 83
| IV
B IRFIT 5 101, 100, 97,
96 5.5
94, 88
BRI 0.25 97, 94, 87,
88 8.5
83, 79
BRI 0.01 94, 87, 83,
85 6.5
81, 81

11
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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 . 20MIAE A D T LIS, & 1 RO BELHECE X V0.1 ppmiNEEr (7 +
U7 4—ay ha—Aalkl) 208 LT,

7+ VT 4 —ar ha— LB TR A R,

77, 2011410 H £ oA LE AR S EHNE (MHEEARLELZeEY L #—)
BT HZAaATIZETZILLTH T,

71.7 4+ VT 4 —arv ba— L3RR

7.11.8HW

R34 S3HT B it L 7= [ IR AOLARLD
(%) 57 W i (ppm)

T hFHY - 2012/11/26 Kk 99 <0.01
2012/12/13 i N 104 <0.01

2012/11/13 BT IR 104 <0.01

2012/12/25 BT IR 117 <0.01

77UV F )~ 2012/11/26 RIK 111 <0.01
2012/12/13 i %N 115 <0.01

2012/11/13 BT IR 113 <0.01

2012/12/25 =15 113 <0.01

e A=Pal W INS 2012/11/26 RIK 102 <0.01
2012/12/13 N 74 <0.01

2012/11/13 =105 101 <0.01

2012/12/25 =5 102 <0.01

12



711RA (ki)

Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

R34 S3HT B i L 7= [ IR AL
(%) 3T (ppm)
| I 2012/11/26 /2 100 <0.01
2012/12/13 i %N 101 <0.01
2012/11/13 BT IR 111 <0.01
2012/12/25 BT IR 115 <0.01
71288
W SR mLemy ot RARD
(%) ST B (ppm)
T hRHV—L 2012/12/13 RIK 100 <0.01
2012/12/13 N 114 <0.01
2012/11/21 e 103 <0.01
2012/12/25 BT IR 114 <0.01
T2VF NI~ 2012/12/13 RIK 116 <0.01
2012/12/13 e 118 <0.01
2012/11/21 =y 120 <0.01
2012/12/25 =5 116 <0.01
A= Yal WIV4 2012/12/13 KIK 81 <0.01
2012/12/13 i N 111 <0.01
2012/11/21 B IR 93 <0.01
2012/12/25 =105 93 <0.01

13
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71285 (Fix)

D% S3HT B i L 7= [ IR AOLARLD
(%) 3T (ppm)
| I 2012/12/13 /2 105 <0.01
2012/12/13 i %N 112 <0.01
2012/11/21 BT IR 111 <0.01
2012/12/25 BT IR 108 <0.01

14



Ay ALBRRC () =, TIVFNY, 727 wen My, e 7z M) Y)

8. < VU v AR DR

~ MU v 7 AFEERIIL, 5B O BEAABEE O B IRIR ] mLE - AR T 5 2 2245 E
L, 40°CLLF ORI H CRULIEM L, ERRM F CEERBE L%, = b)Yy —L,
T FuR R R ORE T =2 b Y E0.002 mg/LO KRR FAEHEA T 1 mLICEAfE L <
FEL, 727 UF b U 130.004 me/Lod R RIS MR mLICYARR L CR L7, < b
U w7 AR TR R 2 RITRT,

8.118MH
454 . ~ Uy AR

(%)

= hFH— Kbk 98
A 106

E 99

FIUF Y ok o
= A 108

Ry 101

A= YA 4 Sl %6
[SFst 71

I 85

|V N I KR 9%
[Sps 71

e 104

15



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

8.1.2. B8
HAY 4 Akt < bV ZHR
(%)
SRR I 110
A 108
e 95
T2UFRI /3 113
A 115
e 99
A=A VS B "
i -
Bl 73
SR I 100
A 109
Bl 90
0. RIFRIEMRB

BJ—{b U 7o B BN AL A 2 N L, —20CIZBRERAE LT, —EMIFRAE L
Tt%, [FERIZOHT L TR Z RO | RAFPOZEM 2 LTz, RAFZEMRBR OGN R

B RITRT,
9.1 RADIRFLREMRBRE R
9.1.1.= F¥H¥ Y —

I BE ‘ TRATHIH] e B SIEES
[Fl %4
(ppm) (H) (%) (%)
0.5 /2 160 (2012/7/18-12/25) 88, 87 88
0.5 =%l 146 (2012/8/1-12/25) 84, 84 84
0.5 =15 173 (2012/7/5-12/25) 87, 84 86
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

91277V F U

WRINR B PRAFHAME Ejes RA S| Ef s
%544
(ppm) (H) (%) (%)
0.5 KR 160 (2012/7/18-12/25) 97, 95 96
0.5 =l 146 (2012/8/1-12/25) 97, 95 96
0.5 GG 173 (2012/7/5-12/25) 99, 94 96
913.7xz>7FuxXpry v
WRINR B ‘ PRAFHAME EJes RA S| Ef e
#5544
(ppm) (H) (%) (%)
0.5 KR 160 (2012/7/18-12/25) 89, 88 88
0.5 =yl 146 (2012/8/1-12/25) 89, 88 88
0.5 B IR 173 (2012/7/5-12/25) 90, 90 90
9147z UV
WRINR B ‘ PRAFHIME Ejes RA S| EJ s
#5544
(ppm) (H) (%) (%)
0.5 KIK 160 (2012/7/18-12/25) 93, 92 92
0.5 =yl 146 (2012/8/1-12/25) 90, 90 90
0.5 B IRy 173 (2012/7/5-12/25) 91, 89 90
9.2. B DIRTGFL EMRERE R
9.21.x hFHV— 1
I B g PRAT I Elles AU
[l 3544
(ppm) (H) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 73, 71 72
0.5 =] 146 (2012/8/1-12/25) 71, 70 70
0.5 IR 173 (2012/7/5-12/25) 81, 71 76
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

92277V F U

WRINR B PRAFHAME [EIEs NS SIE S
%544
(ppm) (H) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 108, 107 108
0.5 =S| 146 (2012/8/1-12/25) 105, 98 102
0.5 GG 173 (2012/7/5-12/25) 100, 97 98
923.7x>7FuXr Y v
WRINR B ‘ PRAFHAME [EIEs NS S|
#5544
(ppm) (H) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 86, 86 86
0.5 =yl 146 (2012/8/1-12/25) 85, 81 83
0.5 B IR 173 (2012/7/5-12/25) 86, 85 86
924 7= Y v
WRINR B ‘ PRAFHIME [EIEs NS S|
#5544
(ppm) (H) (%) (%)
0.5 TR 160 (2012/7/18-12/25) 80, 72 76
0.5 =yl 146 (2012/8/1-12/25) 85, 79 82
0.5 B IRy 173 (2012/7/5-12/25) 83, 81 82
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

-1, <A AT R L
f13-1-1. = hFH S — LD AR ART h L
T RFH =DV AARY hL (—IRAFY) O] (IEE—R)

x10 6 |+ESI Scan:4 (0.3 min) Frag=150.0V X120508B542.d
54 360.0

0 a T T T T T T T T T ‘ = T T T T T T T T T
315 320 325 330 335 340 345 350 355 360 365 370 375 380 38 390 395 400 405
Counts vs. Mass-to-Charge (m/z)

T hFY—LDOTOET FAF AT R LD
(FV I—Y—AF> ; m/z=360.0, IEE— )

x105 |+ESI Product lon:3 (0.2 min) Frag=150.0V CID@30.0 (360.0 -> **) X120510B038.d
6 141.1

! b | _ L . . . . ! *

0- | . L

T T ;
60 80 100 120 140

\‘ T = T T T = T T T = T T T
160 180 200 220 240 260 280 300 320 340 360
Counts vs. Mass-to-Charge (m/z)
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

ft3-1-2. 7Z UV F RU VD RARART KL
TI7UF R DY AART ML (kA A ) O—fF (BE—F)

x10 4 |-ESI Scan:2 (0.2 min) Frag=100.0V $120524_27.d

540.0

575.9

557.9
0.5+ ‘

N I R | PO 1 R
T T 7 T 7 T T T T T T 7 T T 7 7 T 7 7
495 500 505 510 515 520 525 530 535 540 545 550 555 560 565 570 575 580 585
Counts vs. Mass-to-Charge (m/z)

TI7UVF R voTaL s bAFy AT R LO—fF)
(FV I—Y— A F ; m/z=540.0, AF—R)

x104 |-ESI Product lon:4 (0.3 min) Frag=100.0V CID@10.0 (540.0 -> **) $120524_111.d
300.1

3721

Ly 345.0
0.9
0.8
0.7

0.6
0.5 513.2

0.4 166.9

0.3
0.2+
539.9

| | o bl ‘ | Lo i
50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550
Counts vs. Mass-to-Charge (m/z)
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f+X]-1-3.

x105

4.5+

Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

Tz uXMN) O RAART ML

T2 7Nk DT AART ML (—IkRAF ) O—fF] (EE—F)

+ESI Scan:2 (0.3 min) Frag=50.0V X120508B582.d

- T T T T T T T T T ‘\ \H - T \‘ T H‘\‘H ‘\ T T “‘\ “\
320 325 330 335 340 345 350 355 360 365 370 375 380 385 390 395 400 405 410 415

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

TxrZanNblroTad s S Ax AT RV O—f

(FV B—Y—AF> ; m/z=367.1, [EE—R)

+ESI Product lon:2 (0.2 min) Frag=50.0V CID@14.0 (367.1 -> **) X1205108044.d
125.2
\ | L *
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360

Counts vs. Mass-to-Charge (m/z)
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

f3-1-4. E7 2 MY VDT RARARYT R
72y N D ARRY Mv (—kRAFY) O—f] (IEE—R)

x105 |+ESI Scan:2 (0.3 min) Frag=50.0V X120508B580.d
1.5 440.0
1.4+
1.3
1.2
1.14

0.9
0.8
0.74
0.6
0.5
0.4+
0.3
0.2+
0.14
0l — | — [T — [T

= T = T T = T T T T \‘ T = T T T T T T T ‘\‘ — T —
395 400 405 410 415 420 425 430 435 440 445 450 455 460 465 470 475 480 485
Counts vs. Mass-to-Charge (m/z)

7z R aR s NAxy AT R LO—1F)
(FV I—Y—AF> ; m/z=440.0, IEE— R)

x104 |+ESI Product lon:4 (0.3 min) Frag=50.0V CID@8.0 (440.0 -> **) X120510B042.d

181.1
2.2

1.8
1.6
1.4+
1.2

0.8+
0.6
0.4+
0.2+

*
| I
U

T 7 7 7 7 7 7 7 7 7 7 7 7 7 7 7 7 7
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
Counts vs. Mass-to-Charge (m/z)
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Anw s ALERXC (zh) =, T2y,

MR-2. BEDOIZu< N5 A (RFEH)
f-2-1. = "FHYS— D ru~w 7T A

ihh 0.04 ng

+7J’w‘

FEHESL 0.002 ng

VEYZAR TN VR AVEVIN M)

Eln AL
10 pL/10 mL/0.2 g

"1? ; * MRM (360.0 > 141.1) S111126_3mix 08.d x10 4 [+ MRM (360.0 -> 141.1) $121126_3mix_11.d x10 4 |+ MRM (360.0 -> 141.1) $121126_3mix_04.d

- 1.2 1.24
1159 1.159 1.15
119 N 1.1 1.1
1059 1051 105
n 1 11
0.957 0,951 0.95-
0.9 0.9 0.9
0.857 0.85 0.85
087 0.8+ 0.8
0757 0751 075
07 079 0.7
0.651 0651 065
061 0.6 0.6
0.55 0.55- 0.55-
0.5 0.5 0.5
0.45- 0.45- 0.45+
0.4+ 0.4 0.4
0.35 0.35 0.35
0.3+ 0.3 0.3
0.25 0251 025
0.2 0.2 0.2
0.15+ 0.151 0151
0.1 0.19 N 0.1
0.051 0051 0.05
0 0 A 0

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

IR 2 [ELE 1 Atk

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

IR 2 [FLEL 3 Atk

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

IR 2 [FIALEE 7 Atk

10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g
x10 4 [+ MRM (360.0 -> 141.1) $121126_3mix_19.d X104 [+ MRM (360.0 -> 141.1) $121126_3mix_17.d X104 |+ MRM (360.0 -> 141.1) $121126_3mix_15.d

1.2 1.24 1.24
1.154 1.15 1.154
1.1 1.14 1.1
1.05- 1.05 1.054
] 1 1
0.95 0.95- 0.95
0.9 0.9 0.9
0.85-] 0.85-| 0.85-]
0.8 0.8 0.8
0.75 0.75 0.75
0.7 0.7 0.7
0.65-] 0.65-1 0.65-]
0.6 0.6 0.6
055 0.55- 055
0.5 0.5 0.5
0.45- 0.45-| 045
0.4 0.4 0.4
0.35 0.35- 0.35
0.3 0.3 0.3
0.25] 0.25- 0.25]
0.2 0.2 0.2
0.15 0.15- 0.15
0.1 0.1 0.1
0.05 0.05-| 0.05
0 0 0

Counts vs. Acquisition Time (min)

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




Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

ftX-2-2. 77U RV v~ 7T A

x102
2.34
2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4

ihh 0.04 ng

+7J’~‘

FEHESL 0.002 ng

HE EALER

5

uL/5 mL/02 g

- MRM (540.0 ->300.1) S121126_A_21.d

x10 2

2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

1
0.9
0.8
0.7
0.6
0.5
0.4

x10 2

-MRM (540.0 -> 300.1) $121126_A_35.d

A

x102

2.3
2.2
2.1

2
1.99
1.8
1.79
1.6
1.5
1.4
1.39
1.2
1.1

1
0.9
0.8
0.7+
0.6
0.5
0.4

- MRM (540.0 -> 300.1) S121126_A_04.d

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
Bk 5 A B
5uL/5mL/0.2 g

e L S AL
05 1 15 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)

IR 5 [EIEL 3 B %

5uL/5mL/02 g

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
IR 5 [EIALEE 7 Atk
S5ul/5mL/02g

-MRM (540.0 -> 300.1) $121126_A_19.d

x102

2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4

-MRM (540.0 -> 300.1) $121126_A_17.d

x10 2

2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

1
0.9
0.8
0.7
0.6
0.5
0.4

-MRM (540.0 -> 300.1) $121126_A_15.d

| A

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)

05 1 15 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
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05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)



Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

MX-2-3. ZzvFaXr)rora<v b7 T A

it 0.04 ng FEHERL 0.002 ng Eln AL
10 uL/10 mL/0.2 g

+7J’~‘

x10 3 |+ MRM (367.1 -> 125.2) S1211pR6_3mix_08.d x10 3 |+ MRM (367.1 -> 125.2) $121126_3mix_11.d x10 3 |+ MRM (367.1 -> 125.2) S$121126_3mix_04.d
26 2.6 26
2. 2.5 2.5
244 2.4+ 244
2.3 N 2.3 2.3
2. 2.2 2.2
214 2.1 214
2 2+ 2
1.99 1.94 1.99
1.8 1.84 1.8
1.79 1.74 1.79
1.6 1.6 1.6
1.59 1.59 1.59
1.4 1.44 1.4
1.3 1.34 1.3
1.2 1.24 1.2
1.1 1.14 1.1
14 1 14
0.9 0.9 0.9
0. 0.8 0.8
0.7+ 0.7 0.7
0.6 0.6 0.6
0.5 0.5 0.5
0.4+ 0.4+ 0.4+
0.3 0.3 0.3
0.2 0.2 * 0.2
0.1 0.1 A 0.1
0-} ! 0- i 0-}
T T T 7 T T T 7 7 T T T T T T T T T T 7 T T
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
IR 4 [ENLEL 1 Atk IR 4 [FULEL 3 Atk IR 4 [FIALEE 7 Atk
10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g
+MRM (367.1 > 125.2) $121126_3mix_19.d X103 [+ MRM (367.1 > 125.2) S121126_3mix_17.d x103 [+ MRM (367.1 > 125.2) $121126_3mix_15.d
2.6 2.6
2.5 2.5
2.4+ 244
2.3 2.3
2.2 2.2
2.1 214
24 2
1.9 1.9
1.8 1.8
1.74 1.79
1.6 1.6
1.59 1.5
1.4+ 1.4
1.3 1.3
1.24 1.2
1.14 1.1
1 14
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4+ 0.4
0.3 0.3
0.2 0.2
0.1 0.1
1 0 1 0
2 3 4 5 & 1 8 12 3 4 5 6 71 8 12 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

MB-2-4. €72 M) DI uav T T A

it 0.04 ng FEHERL 0.002 ng Eln AL
10 uL/10 mL/0.2 g

+7J’~‘

x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_08.d| x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_11.d x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_04.d
4.8 4.8 4.8
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+ 3.4+
3.2 3.2 3.2
3 34 3
2.8 2.8 2.8
2.6 2.6 2.6
244 2.4+ 244
2.2 2.2 2.2
2 2+ 2
1.8 1.8 1.8
1.6 1.64 1.6
1.4 1.44 1.4
1.2 1.24 1.2
14 1 14
0.8 0.8 0.8
0.6 0.6+ . 0.6
0.4+ 0.4 M\—Aﬂﬁ’—ﬂ«,—’ 0.4
T T T 7 T T T T 7 T T T T T T T T T T 7 T T T
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
IR 4 [ENLEL 1 Atk IR 4 [FULEL 3 Atk IR 4 [FIALEE 7 Atk
10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g 10 uL/10 mL/0.2 g
x10 2 |+ MRM (440.0 > 181.1) S121126_3mix_19.d x10 2 |+ MRM (440.0 -> 181.1) S121126_3mix_17.d x10 2 [+ MRM (440.0 -> 181.1) $121126_3mix_15.d
4.8 4.8 4.8
4.6 4.6 4.6
4.4+ 4.4 4.4+
4.2 4.2 4.2
4 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
3 34 3
2.8 2.8 2.8
2.6 2.6 2.6
244 2.4+ 244
2.2 2.2 2.2
2 2+ 2
1.8 1.84 1.8
1.6 1.6 1.6
1.4 1.44 1.4
1.2 1.24 1.2
14 1 14
0.8 0.8 0.8
0.6 0.6 0.6
0.4+ 0.4+ W/\.W__N_“_._.m._.._r\w_'—-w‘_l 0.4 w/\,_u_,m,_mmﬂ.—._/\._/wua\
2 3 4 5 & 1 8 12 3 4 5 6 71 8 2 3 4 5 & 1 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Anw s ALERXC (zh) =, T2y,

MR-3. BEREOrZa< N5 A (RFEH)
f+3-3-1. = "hFHYS— D ru~v 7T A

+7J’w‘

ihh 0.04 ng

FEHESL 0.002 ng

VEYZAR TN VR AVEVIN M)

Eln AL
10 pL/10 mL/0.2 g

"1? ; * MRM (360.0 > 141.1) S111126_3mix 08.d x104 [+ MRM (360.0 > 141.1) $121126_3mix_11.d x10 4 [+ MRM (360.0 -> 141.1) §121126_3mix 06.d
- 1.2 1.2
1159 1.159 1.15
119 N 1.1 1.1
1059 1051 1.05
n 1 11
0.957 0,951 0.951
0.9 0.9 0.9
0.857 0.85 0.851
087 0.8+ 038
0757 0751 0.751
07 079 0.7
0.651 0651 0.651
061 0.6 0.6
0.55 055 055
0.5 0.5 0.5
0.457 0.45- 0.45
0.4+ 0.4 0.4
0.35 0.35 0.35
0.3+ 0.3 0.3
0.25 0251 0.251
0.2 0.2 021
0.151 0.151 0.151
0.1 0.19 N 0.1
0.051 0051 0.051
0 0 A 0

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

IR 2 [ELE 1 Atk

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

IR 2 [FLEL 3 Atk

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

IR 2 [FIALEE 7 Atk

10 uL/100 mL/0.2 g 10 uL/100 mL/0.2 g 10 uL/100 mL/0.2 g

x10 4 [+ MRM (360.0 -> 141.1) $121126_3mix_31.d x10 4 |+ MRM (360.0 -> 141.1) S121126_3mix_29.d x10 4 |+ MRM (360.0 -> 141.1) S121126_3mix_27.d
1.24 1.24 1.24
1.154 1.15 1.154
1.1 1.1 1.1
1.051 1.054 1.051
] 1 1
0.95 0.95 0.95
091 099 091
0.85-] 0.85- 0.85-]
0.8 0.8 0.8
0.751 0751 0.751
0.7 0.7 0.7
0.651 0651 0.651
0.6 0.6 0.6
055 055 055
051 0.5 051
045 0.45- 045
0.4 0.4 0.4
0.351 0.351 0.351
0.3 . 0.3 03
0.251 0.251 0.251
0.2 0.2 : 0.2

0.15] 0.15 0.15] .
0.1 0.1 0.1
0.05] 0.05- 0.05]
0 0 0

Counts vs. Acquisition Time (min)

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




Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

ftX-3-2. 77U F RV vDrua~ 7T A

x102
2.34
2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4

ihh 0.04 ng

+7J’~‘

FEHESL 0.002 ng

HE EALER

5

uL/5 mL/02 g

- MRM (540.0 ->300.1) S121126_A_21.d

x10 2

2.2
2.1

1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

1
0.9
0.8
0.7
0.6
0.5
0.4

x10 2

-MRM (540.0 -> 300.1) $121126_A_35.d

A

x102

2.3
2.2
2.14

24
1.9
1.8
1.74
1.6
1.5
1.44
1.34
1.2
1.14

1
0.9+
0.8
0.7+
0.6
0.5
0.4

- MRM (540.0 -> 300.1) S121126_A_06.d

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
Bk 5 A B
5pL/50 mL/0.2 g

e L S AL
05 1 15 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)

IR 5 [EIEL 3 B %

5pul/50 mL/0.2 g

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
IR 5 [EIALEE 7 Atk
Spul/50mL/0.2 g

-MRM (540.0 -> 300.1) $121126_A 31.d x10 2 |-MRM (540.0 -> 300.1) $121126_A 29.d x10 2 |- MRM (540.0 -> 300.1) $121126_A 27.d
2.3 2.3
2.2 224
2.1 2.1

2 2]
1.99 1.99
1.84 1.8

A 1.74 1.79
1.6 1.6
1.59 . 1.5
1.4 1.4
1.34 1.3
1.24 1.2
1.1 1.1

1 1
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4 0.4

05 115 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)

05 1 15 2 25 3 35 4 45 5 55 6 65 7
Counts vs. Acquisition Time (min)
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

MX-3-3. ZzvFuXr)rora<v b7 T A

it 0.04 ng FEHERL 0.002 ng Eln AL
10 uL/10 mL/0.2 g

+7J’~‘

x10 3 |+ MRM (367.1 -> 125.2) S1211pR6_3mix_08.d x10 3 |+ MRM (367.1 -> 125.2) $121126_3mix_11.d x10 3 |+ MRM (367.1 -> 125.2) $121126_3mix_06.d
26 2.6 26
2. 2.5 2.5
244 2.4+ 244
2.3 N 2.3 2.3
2. 2.2 2.2
214 2.1 214
2 2+ 2
1.99 1.94 1.99
1.8 1.84 1.8
1.79 1.74 1.79
1.6 1.6 1.6
1.59 1.59 1.59
1.4 1.44 1.4
1.3 1.34 1.3
1.2 1.24 1.2
1.1 1.14 1.1
14 1 14
0.9 0.9 0.9
0. 0.8 0.8
0.7+ 0.7 0.7
0.6 0.6 0.6
0.5 0.5 0.5
0.4+ 0.4+ 0.4+
0.3 0.3 0.3
0.2 0.2 * 0.2
0.1 0.1 A 0.1
0-} ! 0- i 0-}
T T T 7 T T T 7 7 T T T T T T T T T T 7 T T
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
IR 4 [FENLEL L Atk IR 4 [FLEL 3 Atk IR 4 [FILEE 7 Atk
10 pL/300 mL/0.2 g 10 pL/300 mL/0.2 g 10 pL/300 mL/0.2 g
+MRM (367.1 > 125.2) $121126_3mix_40.d x10 3 [+ MRM (367.1 > 125.2) S121126_3mix_38.d x103 [+ MRM (367.1 > 125.2) $121126_3mix_36.d
2.6 2.6
2.5 2.5
2.4+ 244
2.3 2.3
2.2 2.2
2.1 214
24 2
1.9 1.9
1.8 1.8
1.74 1.79
1.6 1.6
1.59 1.5
1.4+ 1.4
1.3 1.3
. 1.2 1.24 .
1.14 . 1.1
1 14
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4+ 0.4
0.3 0.3
0.2 0.2
0.1 0.1
1 0 1 0
2 3 4 5 & 1 8 12 3 4 5 6 71 8 12 3 4 5 6
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Auay EXC () -y, 729FMY, Tz en My, e 7z Y)

MB-3-4. €72 M) DI uav T T A

it 0.04 ng FEHERL 0.002 ng Eln AL
10 uL/10 mL/0.2 g

+7J’~‘

x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_08.d| x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_11.d x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_06.d
4.8 4.8 4.8
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+ 3.4+
3.2 3.2 3.2
3 34 3
2.8 2.8 2.8
2.6 2.6 2.6
244 2.4+ 244
2.2 2.2 2.2
2 2+ 2
1.8 1.8 1.8
1.6 1.64 1.6
1.4 1.44 1.4
1.2 1.24 1.2
14 1 14
0.8 0.8 0.8
0.6 0.6+ . 0.6
0.4 0.4 N,\—,W.V_ﬂ\,_’ 0.4—%——«~—~—~m—w—\
T T T 7 7 T T T 7 T T T T T T T T T T 7 T T T T
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
IR 4 [ENLEL L Atk IR 4 [FLEL 3 Atk IR 4 [FIALEE 7 Atk
10 pL/100 mL/0.2 g 10 pL/100 mL/0.2 g 10 pL/100 mL/0.2 g
x10 2 |+ MRM (440.0 > 181.1) S121126_3mix_31.d x10 2 |+ MRM (440.0 -> 181.1) S121126_3mix_29.d x10 2 |+ MRM (440.0 -> 181.1) $121126_3mix_27.d
4.8 4.8 4.8
4.6 4.6 4.6
4.4+ 4.4 4.4+
4.2 4.2 4.2
4 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
3 34 3
2.8 2.8 2.8
2.6 2.6 2.6
244 2.4+ 244
2.2 2.2 2.2
2 * 2+ 2
1.8 1.8 1.8 N
1.6 1.6 : 1.6
1.4 1.44 1.4
1.2 1.24 1.2
14 1 14
0.8 0.8 0.8
0.6 0.6 0.6
0.4+ 0.4+ 0.4
2 3 4 5 & 1 8 12 3 4 5 6 71 8 2 3 4 5 & 1 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Aoy MPEXC (TN A N7 x)

BGENEM D T N—T1{b « B HATEEAO
VINWVARNT =V

1. STt mE
VINVA PN T =V

b4 2-methoxyethyl (RS)-2-(4-tert-butylphenyl)-2-cyano-3-oxo-3
-(a, o, a-trifluoro-o-tolyl)propionate
GaRs SV C24HxF3NO,
Gy 4475
1 20
CFs
O~
NC 0
AN
o—
PR HEEE (BHR)
AR 77.9~81.7C
RRE <5.9%X107° mPa (25°C)
SrBe AR log Pow=4.3
TR 7K 0.0281 mg/L (pH=7,20°C)

n-~F4 > 523, AL/ —)L 999,
TRy, VuanRrHy, EEEEZTF L, b >500
(LLEg/L, 20°C)

H  #i : The Pesticide Manual, 15th Edition. ver. 5.0

VINVA NI = AREW

b4 - o, o, o-trifluoro-o-toluic acid
o a AV CsH;sF0,
Gy 190.1
G
CF; O
OH
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PEBR
mhoo
ik

2. 1EHEM R OREE

Aoy MPEXC (TN A N7 x)

HEEE (ER)
109~113°C
VTN ANT = R ATE () wEE (FE21P-1-011)

VT ANT = REUER, - MIE 99.4% (FRelik T3Ei)
TN A N T = AR R,

D HIEE 100 % (R flishe T 3EM)

TE =R, TE RN, BTV, ~NFHL, AF ) —

T hr=FU )
g
e :

CEF L) a—):

XET T A
K

77774 M—R 3

AR T BE ST

3. EEBE R UBER
(RPN
(=R
T xY—
REVFA Y —
WKk~ ~N777 -

T — S AP E

PR RG] (ROl T 8)

LC-MS i (Fnotffisk T3 %)

AR (Foemide T35

AR AR (Fne i T i)

AR, DA T DEG &l (Rl T3M)
AR (RO T3EH)

PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) CTAiF 8 L 7= /K

=T A

Supelclean ENVI-Carb, 0.5 g/6 mL (7~ 7 /L KU » FH)
Whatman 1PS (GE ~ VAT ¥y /88

A RT7—+ FL K AG245} 8XS2002S

T— T2 K+ TA FG-60KBM & U'FV-60KA2
T7 «x T A viRZ—7 BLIXER-5Plus
kinematica PT 10/35, PT3100

smooNTRF AT A (LC-MS/MS)

v 4 —4 — A Acquity UPLC
7 4 —# — X Quattro premier XE
U 4 —& — A MassLynx 4.0
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Aoy MPEXC (TN A N7 x)

4, R a< N5 7 BESWE OBRESM:
41. iR a~ 757 - BESWE
411 EEBEEIa~  NTT7

VIR AV

TRBER -

DIk

717 DR
AREHEAR
PRFFERH] -

4.1.2. BRSHE
A A0

a— 2 AGRE
WA 7 2 i &
WA 77 2 IR

V—AT7wmy JIRE

¥y 7 U —&EE:

a—EJE

al) Vg VEFE

A AR

E=Z VU TAF

5. BREBRDOIERL

ACQUITY UPLC BEH C18 (V7 # —# — X i)

NEE 2.1 mm, £ 100 mm, FifE 1.7 pm

0.1%FWeEH Smmol/L FWET =0 L/ T h=FI L
70:30 (2 min)— (1.5 min)—20:80 (2.5 min)

0.3 mL/min

40°C

2 uL

VIV A NI ;5.3 min
VINA T = ARG 5 2.5 min

oL/ haxFL— A FAbiE (ESD

EE—R: 7NV ANT =

BE—F: 704 N7 xR

50 L/h (N,)

800 L/h (Ny)

350°C

120°C

3.0kV

VINVARNT =220V

TINARNT = G 20V

VINARNT =Y 20V

VINARNT = ARG 12V

(7Y Ta A, Ar)

MRM

CINANT =2, TV =Y —AF 2 m/z465.4
TaX s hAAY m/z172.8

CINANT 2R 7Y I —H—A A m/z188.9

Taf s hAFY  m/z144.8

TINARNT 2 R TIVANT = ARG OFEERER10.1 £ TN0.0 mg (£510.0 mg
FEY) A& %50 mLOA AT T A TEFL, 78 b=k U/VICEEMH L T200 mg/LEEER
W L, FRKEFETORAL, KT M=KV (60:40, v/v) B THRL
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Aoy X C (VTN A T x2V)

70.0025, 0.005, 0.025, 0.05K%700.1 mg/LORAIEMRERKREZ R L7, £ D2 pL& FiEO
ik v~ 777 - BESPFFHIEAL, T—FUBEEELZHNCY 7R M7= K
B 7NV RA N7 = RO — 7 mfgAHE L, BEhicERE (ng), MMl — 2 miis
& o TAMERRZER LTz,

6. HTIE

6.1. SHTHRAE

6.1.1. FEIORITLE
ZHELTCREHIEELZ &Y, F2Z{U6nBI LI bONEAD2 O GhE ik,
RAE R T, ENENORLERBEER LT, ERL &%, BE L THERLA
(—20C#&E) Lz, RAGHTFHITIZRAOFLRAEIZIRY, MUIL, IFH—TH—1k
L7c, RESHRHCIIREOF LRI AR, ML, Ix¥—CHW kL7, £/, &
ST RAEEESEAREERLZAVCRARKEEL (%) ZHH L,
6.1.2. fH
6.1.2.1. I

PJ—b L7ealBl20 g2 =7 7 2 =22idnb v, 7 =KUY 7k (90:10, viv) &
#7100 mLZ iz T3040 R & 5 filit U7z, fhii® & A2 B 7ol 1L = Tl g1 At L,
PR 2 [RHRIKS0 mLCTHEW, [FIERICAE LTz, AREADOET & h= K U/LT200 mLIZE
KL, 010 mL GUEH g4 &) Z0H%, 40°CLL T oK ClUERMEL, 7' h=
FIVEREELR,
6.1.2.2. B

BJ—{b U723k g =MA 7 7 2 2|2iFn &, 7 h=KUL/ K (90:10, v/v) &
HR70 mL&E N2 THRE T A —TCTEBRhH L7, > v 7 MOfE L7k 2 %30 mL
T L, TeiiisabE, 300MIEE 5 Lz, Wz A2 7= M1LdR=F ek s A
8L, 7RI 2 RS0 mLCYEW, [AERIZ Al LT, AIREE&HE 7 & F= kYU /L T200mL
ICERL, €020 mL GUBH gt &) ZorHig, 40CUL F oK CRIERM L, 7k
F=RNUNWEEEL],
6.1.3. ~FV o FiR T F VIRIKIES

TEHETRIZ K90 mL & A~ W o/ HelE = F /L (90:10, v/v) 1BHES0 mLE Nz, & 54
AWTSHRMM LIRS 5 Uiz, BRFER, AREEEZ L, KEIZIZFRRKS0 mL
EMZFEREOIEE 5 RO EOBREE BV K Uiz, 2AWIREREZ &8, DA
TAm LT,
6.1.4. TN A N7 = UREWREEDOINKE

AT O A AL 2 0B L 7-7% 0 O/KBICHERE4 mLE %, WHEZIY M, <> b
b —Z —TIRMBGRITE 21T\, 7 A b7 = a2 ks g L=,
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Aoy MPEXC (TN A N7 x)

6.1.5. ~FV o FiR T F VIRIKEES

AR O SSIRIC~F V> /EiR = F )L (90:10, v/v) RS0 mLENz, EE 5% A
TSOMEMLSHIRE 5 Lie, BRehiiER%, AREEEZom L, ABITIXFEIRRES0 mLz
Z[FERDIR & 9 ROV B DOEIEZ 10 IR U 7o, AR IS A WA 7 BE AR C A L, 6.1.3
HD AR E A, 2%DEGHA T & b U EHK0.5 mLE I, 40°CLLT DK T
i L, mBITERKE F CHBEEEZEE LT,

6.1.6. 7777 A b H—RUI=HT DL DER

T 77 M=K I=HTHIAZ )=V TE b (60:40, viv) {BHES mL& 7
URIALER U7, B % [FHRIRS mLICEE L, 77 774 M A—RUI=AF NI F L
7oo S OICHENEMKI0 mLAWE F L, SEHKAZEY, 40°CLLF oK H CRUERAM L, &
BITERRIE F OB A5 LT,

6.1.7. &

WM ENK 7' F=KVU L (60:40, v/v) {BHK2 mLIZEEME L, SIS U CRER T
WLz, ZOWKRD2 pLERIERAMEOWRE s a~ s 757 « BESHFHIEALTE—2
Mm% RO, MEMRIV TNV A R T2 KRV TR N7 = RO EREZ KD, R
Bt OB FRBRIREZF I LT,

6.2. EEMRAME (LOQ) KRUMHIRAME (LOD) ~

TE RS Y & BRI & B TRIR & TE RS
(ng) (g (mL) (nL) (ppm)
KA
0.01 1 2 2 0.01
B
0.01 1 2 2 0.01
F /Mg B AR HER i B TR A& TR R
(ng) () (mL) (nL) (ppm)
P
0.005 1 2 2 0.005
P4
0.005 1 2 2 0.005

KTNANT 2y, YI7NVA N7 =2 REIINT L R CfE
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Aoy MPEXC (TN A N7 x)

6.3. [EIXEE

IIMTIETER D T2, EIRIT* O T K OV o 3[RI4LELT7 B #3082 AV ¢, 0.01 ppm (E
ERFAEY), 0.25 ppm & VS ppm N L2331 2 AU ERER & 45 538 /04T C 5k L 7=, 7283,
HEALERRURH I 2 T L, R TERBRAAN (<0.01 ppm) Th o7, EIUNGRERFE R 2 &RIC
NN

FIL RS 234 L R AR 2 e e R SR L SR RE A A T E O B IR 3[E AL 7 [ 4% 50k} A £ ]
6.3.1. FEPIDEILE

sl VAN =35 ELES SEH ]V R RSDr
(ppm) (%) (%) (%)
TNV ANT =
"B IR 5 98, 93, 92,
93 3.0
92, 91
=450 0.25 94, 94, 92,
93 1.4
92, 91
B IEFIT 0.01 105, 102, 98,
99 4.2
96, 95
IV A N T = ARG
| 5 94, 93, 82,
86 7.8
82, 80
| 0.25 92, 88, 81,
84 6.8
80, 79
"B IRFIT 0.01 113, 105, 96,
98 11.8
90, 84
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Aoy X C (VTN A T x2V)

6.3.2. R DEXHE

Ak IR EE EIEES NESIENES RSDr
(ppm) (%) (%) (%)
VINA DT
BRI 5 96, 92, 91,
92 2.9
90, 89
BRI 0.25 102, 99, 97,
97 3.3
95, 94
= 0.01 107, 105, 104,
100 7.7
92, 91
TIIVA BT = A
B IRFIT 5 93, 87, 87,
86 5.0
83, 82
B IRFTT 0.25 82, 82, 82,
81 2.7
80, 77
BRI 0.01 75, 75, 75,
74 1.9
73, 72
7. FEEEHE

BT AR R 2 T DMAEFEDOEEOE RO FERMICOWT) CEMRIF4H 1A
TR 1T RS ATE AR R SRR R EE) IO WHIREEHEZ1T o7,
EHILYE . 20MA A A D T LIS, & 1 BIAROBELHECE X 0.1 ppmiNEkEr (7 +
U7 g—ar ha—nLilklh) 208 L,

7 x VT 4 —ar b a— LV iREH TR R A R IR T,

77, 2011410 H £ oA L E AR S EHAE (MHEEARLELZeEY v #—)
WIZBITHZAaATIZETZILLTH T,
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Aoy MPEXC (TN A N7 x)

717+ VF 4 —ay ha— LB R

7.11.8H
X534 il il L 7= [ I MILIELD
(%) ST E (ppm)
VINA R T 2 2012/11/26 KIK 82 <0.01
2012/12/13 sl 89 <0.01
2012/11/13 BT IR 95 <0.01
2013/ 2/21 =5 106 <0.01
VINARNT 2w 2012/11/26 RIK 75 <0.01
KRt 2012/12/13 (S5 84* 0.02*
2012/11/13 T IR 70 <0.01
2013/ 2/21 =15 70 <0.01
*EALER X (20.02 ppmfi HH S 72720, £ D55 %EZE LW TR A2 R H
71285
B4 VAR iNE i L 7= [l UL AL I
(%) ST fiE (ppm)
SINA R T2 2012/12/13 RIK 108 <0.01
2012/12/13 A 100 <0.01
2012/11/21 BT IR 104 <0.01
2013/ 2/21 B IR 111 <0.01
VINA R T 2 2012/12/13 KIK 97 <0.01
R 2012/12/13 i A 79% 0.02%*
2012/11/21 =e 71 <0.01
2013/ 2/21 =5 73 <0.01

AV X (20.02 ppmAR HH S 727280,

Z D5y EFE LW TEINERZFH
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Aoy X C (VTN A T x2V)

8. v NV v AR OHER

~ MU w7 ZRERERRIE, £ B O SLERER O B KIRIR L mLa AR 7 5 2 2255
L, 40°CLL T DK CRIERME L, fHRR0E F CIREEE - E L7%, 0.05 mg/LORR &7
FAREHEVIR ] mLICVfR L CRL L=, < R U w7 AFEM TR R &2 RITRT,
8.1.1.RHW

~ by 7 ZGR

R34 st

(%)

VINARNT 2 KIK 95
1= N 108

I 101

SINARNT = Kk 101
A L7 =t 97%*
= 104

HIEALEX(20.02 ppmf H S 7z 78D, MEALER X238 O S IR & 725 L5V TR

8.1.2. 58K
454 . ~ MU w7 RER

(%)
VINA N T v HIR o8
A 96
L 99
VINARNT = ok 11
(AN L] =K 95%
Y 115

HHEALERXZ0.02 ppmff HH S A7 728D, HERLER X 23 o0 S AR AE 2 72 L5 WV TR
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9. (RIFZEMABR
Bt L e AN AL a2 TN L,

Aoy X C (VTN A T x2V)

—20°CIZHAEIRAE LT —EMRURIEL

Tot%, [FRRICOHT L TR Z RO | RAFPOREM 2 Lz, RAFZEMERBROM R

BRI,

9.1. R DIRGFREMRERE R

911V TINA Tz

TN B TRATHAR ElEs SEE ANV R
(ppm) (H) (%) (%)
0.5 218 (2012/7/18-2013/2/21) 95, 81 88
0.5 204 (2012/8/1-2013/2/21) 87, 83 85
0.5 231 (2012/7/5-2013/2/21) 85, 80 82

9127 RA N7 = R

TN B TRATHAR ElEs SEE ANV R
(ppm) (H) (%) (%)
0.5 218 (2012/7/18-2013/2/21) 85, 83 84
0.5 204 (2012/8/1-2013/2/21) 87, 85%* 86
0.5 231 (2012/7/5-2013/2/21) 87, 86 86

*EALPRXZ0.02 ppmffi il S 772D, F D4 EFE LI ClEI R £ B

40



Aoy MPEXC (TN A N7 x)

9.2 R DIRFREMERBRE R
921V TNA Tz
RN B ‘ PRAFHAR Elyes S ANV R
Il 45544
(ppm) (H) (%) (%)
0.5 Kbk 218 (2012/7/18-2013/2/21) 89, 85 87
0.5 =5 204 (2012/8/1-2013/2/21) 83, 81 82
0.5 IR 231 (2012/7/5-2013/2/21) 90, 87 88
922V 7NA N7 = R
RN B , PRI Elyes SEH ANV R
Il 54
(ppm) (H) (%) (%)
0.5 Kbk 218 (2012/7/18-2013/2/21) 82, 76 79
0.5 =5 204 (2012/8/1-2013/2/21) 80%*, 78% 79
0.5 IR 231 (2012/7/5-2013/2/21) 86, 78 82

*EALERIX1Z0.02 ppmif HH S L7278, D53 % 722 LW TR 2 FH
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Aoy MPEXC (TN A N7 x)

-1, <A AT R L
FHE-1-1. INA P T 2D ARRY h L
VINANT 2 DR AANY FV (—IRAF ) O—f (IEE—F)

siflumethofen std 5mg/L*5uL (no-column, 5am/acn=3:7)

03-Jul-2012 14:31:22
E120703s01 70 (1.373) Cm (60:89) 3: Scan ES+
100 465.4 3.39e7

%

466.5

0 T T T T T T T T T T T T T T T T T T T 1 m/z
410 415 420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505 510

VINARNT DT L YT FBAX Y AT kLD
(FV H—Y—A F > ; m/z=465.4, EE— R)

siflumethofen std 5mg/L*5uL (no-column, 5am/acn=3:7)
03-Jul-2012 14:51:01
E120703s02 71 (1.391) 3: Daughters of 465ES+

1004 172.8 2.00e7

%

217.1
249.1

0 L R R L A S L A e L s R A LA L A A L A ) L LA R A R R AR AR
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460

m/z
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Aoy MPEXC (TN A N7 x)

fR-1-2. TINVRA R T 2o REMID~ 2 AT "L
VINA RN T 2 RE DO~ A AT )L (—IRAF ) O—f] (BAE—F)

B-1 std 5mg/L*5uL (3cm_C8, 5am/acn=5:5) negative

03-Jul-2012 15:10:29
E120703s05 24 (0.533) Cm (24:29) 3: Scan ES-
100+ 188.9 1.65e6

144.8

%

0 T T T T T T T T T T T T T T T T T T T 1 M/z
140 145 150 155 160 165 170 175 180 185 190 195 200 205 210 215 220 225 230 235 240

CINARNT 2RO T X T N AF Y AT R LD—1]
(7 h—HY—A 4> ; m/z=1889, AE—NK)

B-1 std 5mg/L*5uL (3cm_C8, 5am/acn=5:5) negative

03-Jul-2012 15:36:14
E120703s07 19 (0.520) 2: Daughters of 189ES-
1004 144.8 1.03e6

%

144.4

O T T T T T T T T e T T T T T e T e e e e MYZ
100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200
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MfR-2. BEDOIZu< N5 A (RFEH)
f-2-1. VINA N TIN5 A

FEHESL 0.2 ng

E130213s09 2: MRM of § Channel ES+
465.4>172.8
1009 1.00e6
o
3 e . e Time
0.00 1.00 2.00 3.00 4,00 5.00 .
s ’ 44
Ei 2 LB 1 AR
2pul2mL/1 g
E130213s38 2: MRM of 1 Channel ES+
1009 1.00e6
o
3 frrrrr . e Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00

FEHESL 0.01 ng

Aoy MPEXC (TN A N7 x)

E130213s12 2: MRM of 1 Channel ES+
65.4 > 172.8
1009 1.00e6
wl
-3 T e Time
0.00 1.00 2.00 3.00 4,00 5.00 .00
ke A
w2 LB 3 HAR

2ul2ml/1 g

E130213s40 2: MRM of 1 Channel ES+
65.4 > 172.8
1009 1.00e6
wl
-3 T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00

44

iR AL
2ul2ml/1 g

E130213s36 2: MRM of 1 Channel ES+
465.4>172.8
1007 1.00e6
ol
T T T T T T T T T 1 Time:
0.00 1.00 2.00 3.00 4.00 5.00
U ; P
e 2 [P 7 B A%
2ul2ml/1 g
E130213s42 2: MRM of 1 Channel ES+
465.4>172.8
1007 1.00e6
ol
T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00



fHX-2-2.

TEHES 0.2 ng

VINA NT = URED Y

FEYERL 0.01 ng

Aoy X C (VTN A T x2V)

o< N A

E130213509 1:MRM of 1 Channel ES-  E130213s12 1: MRM of 1 Channel ES-
188.9> 1448 188.9> 1448

1007 15564 0% 1.55e4
% | % |
-3 T T T T T T T T T T T 1 Time -3 T T T T T T T T T T T 1 Time:
0.00 1.00 2,00 3.00 4.00 5.00 6.00 0.00 1.00 2,00 3.00 4.00 5.00 !

S . 4 RS 4

EiR 2 [ 1 A& ER 2 [AALHE 3 B %

2pul2mL/1 g 2ul/4mL/1g

130213538 1:MRM of 1 Channel ES-  E130218556 1: MRM of 1 Channel ES-

9>1448

1007 15564 0% 1.55e4

% | % |

3 b e Time 3 b e Time

0.00 1.00 2.00 3.00 4.00 5.00 6.00 0.00 1.00 2.00 3.00 4.00 5.00 .00

45

ey MEALER
2uL2mL/1 g

E130213s36 1: MRM of 1 Channel ES-
188.9>144.8
1007 1.55e4
ol
-3 T T T T T T T T T T T 1 Time:
0.00 1.00 2.00 3.00 4.00 5.00
U ; P
e 2 [P 7 B A%
2ul/6 mL/1 g
E130219s14 1: MRM of 1 Channel ES-
88.9>144.8
1007 1.55e4
ol
T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00



MR-3. BEEROZ7a< N5 A (RFEH)
f3-3-1. VINA N T zrDra~v N5 A

FEHESL 0.2 ng

E130219s09 2: MRM of § Channel ES+
465.4>172.8
1009 1.50e6
ol
-3 T T T Time
0.00 1.00 2.00 3.00 4,00 5.00 .

-
2 uL/60 mL/1 g

E130219s28

2 [AIALER 1 B4

2: MRM of 1 Channel ES+

65.4 > 172.8
1009 1.50e6
ol
-3 T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00

FEHESL 0.01 ng

Aoy MPEXC (TN A N7 x)

E130219s12 2: MRM of 1 Channel ES+
465.4>172.8
1009 1.50e6
ol
-3 T T T T T T T T T T T 1 Time.
0.00 1.00 2.00 3.00 4,00 5.00 .00

Elky 2 [BIALEE 3 %
2 uL/40 mL/1 g

E130219s30 2: MRM of 1 Channel ES+
5.4>172.8
1009 1.50e6
ol
-3 T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 .00

46

iR AL
2ul2ml/1 g

E130218s40 2: MRM of 1 Channel ES+
465.4>172.8
1007 1.50e6
wl
-3 T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00

B 2 BB 7 A
2uL/20 mL/1 g

E130219s32 2: MRM of 1 Channel ES+
465.4>172.8
1007 1.50e6
o]
T T T T T T T T T T T 1 Time:
0.00 1.00 2.00 3.00 4.00 5.00



Aoy X C (VTN A T x2V)

o< N A

R AL

1: MRM of 1 Channel ES-

- NPy
MB-3-2. YTINA T = RED Y
FEHESL 0.2 ng FEHESL 0.01 ng

2ul2ml/1 g
E130219s09 1: MRM of 1 Channel ES- E130219s12 1: MRM of 1 Channel ES- E130218s40
100 188.9 >1164DA;§ 1004 188.9 >1164DA;§ 100+ 188.9 >1]g’04E§
% | % | %|
-3 T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 0

3 T | Time 3
0.00 1.00 2,00 3.00 4.00 5.00 6.00 0.00 1.00 2,00 3.00
s ~ L0 e . prn—— " .
w2 [RIALEE 1 H R w2 LB 3 HAR e 2 [P 7 B A%
2pul/10mL/1 g 2ul/10mL/1 g 2ul/10mL/1 g
130219547 1:MRM of 1 Channel ES-  E130219549 1: MRM of 1 Channel ES-  E130219s51 1: MRM of 1 Channel ES-
188.9>144.8 188.9> 1448 188.9> 1448
1007 16064 0% 16064 0% 1.60e4
% | % | % |
-3 = Time -3 ey © Time T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 0.00 1.00 2.00 3.00 4.00 5.00 .00 0.00 1.00 2.00 3.00 4.00 5.00 6.0
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Aoy EXC (Tkx /)

BENEH D T N—Tb - BEDHTEHO

TeX )NV
1. SR WE
TEX UL
b4 3-dodecyl-1,4-dihydro-1,4-dioxo-2-naphthyl acetate
AR =V C4H3,0,
TR 384.5
IS
0
O ‘ OCOCH;,4
(CH,)11CH3
O
Pk HEBE O B
[Zi SN 59.6°C
AR 1.69X 10 mPa (25°C)
Sl ARE log Pow>6.2 (25°C)
FRE - 7K 6.69 ug/L (20°C)

n-~FH 44, b 450, Ur/mnu AKX 620, 7T K2 220,
AH )= 78, PAFINENLLT IR 190, Kk T L 290,
A Y 7Tae Ly a— 29 7Tk h=kU/ 28,
CAFIVANVIKRFT R 25, A X ) —)L 31,
X /) —/ 23, L 730 (LLkgL, 200C)

H  #i : The Pesticide Manual, 14th Edition.

TEF/)E Fadag

B4 3-dodecyl-2-hydroxy-1,4-naphthoquinone
%%K . C22H3003
o 3425
REEC

]

90¢
(CH2)11CHs
o}
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PR PEOERRES
[Zi SN 95~96°C
T fiRE - 7K 50~100 pg/L

~FH 10, TR 82, AZ/—/L 1.1, 7B =KV 0.6,
Fef =1 14 (LA Lg/L)
i 7' ) AR oiTE (B—~ ) s E (E19P-8-142)

2. A R ORI
TN UOVEERER, 0 I 99.3% (Fobiidk T2
TEX bk Ra S ARERE
;ML 99.9 % (BRZE T 2EMY)
T =KV, T, ~FH, VFLT—T)L
 FRER RG] (Pt AfigE T2E8)

AL ) =) LC-MS [l (Rl T3EHY)

FEfR T v E=7 A AR (RO T3E%)

FERR - AR (FoEmie T3EH)

7% [l ULV AR AR (Fe i T i)

K PURELAB Flex System(Veolia Water Solutions &
Technologies,Saint Maurice,France) T 5 % L 7= /K

AR ST B AR IPS (Whatman )

BiA A A =0T A
: Bond Elut SCX, 1 g/6 mL (7L > h)

3. EE K

BT RF ARZ—+ bR AG245% 1U'XS2002S

L - T— 7Y K+ F A FG-60KBM & 'FV-60KA2
IxFY— =7 «x 7 A 17— BLIXER-5Plus
REVFA P — kinematica PT 10/35, PT3100

k7 u~ v 777 - HEBOHRIC AT L (LC-MS/MS)
7Y L b 1290 HPLC
7Y L2~ 6460 Triple Quad LC/MS
T — A ALBREEE 7 ¥ L > kb MassHunter
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4, R < N5 7 BESWE OBRESM:
41. iR a~< 757 - BESWE
411 HEBEE I~ NTT7

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

TRAfERR - AL = 01%KEEE S A 5 mmol/L BEfE T =1 A
70:30— (8 min)—98:2 (2 min) —(0.05 min) —100:0 (5.95 min)

bk 0.3 mL/min

H T LRE 40°C

AEHEA R - 5uL

DRFFIRFH] - 7EF /b ;9.1 min

4.1.2. BESHTE

TEX Ik FrF 4K : 8.6 min

A F Ak L7 hrAFL— A F1kiE (BSD
EE—F:7TEx% /7L
HE—R:7EX /e KX UK

RZI AT AIRE 300°C

HM T A& 5 L/min

T TA Y —FT]: 45 psi

= A K AIRSE 200°C

AN AP 5 L/min

A A8 NEIE

7T TR A —EE

al) g VEFE

A A ik

E=F Vo TAF

5000V : 7EF L

3500V : 7EFx bk Raf Uik

TEx T 50V

TEX vk Radx ik ; 200V

TEF /N 10V

TEX e FEXIUR; 30V

(ZVTa ANy

MRM

TEX I TV A=Y —AF L m/z402.2
TuaXx g hAAY  m/iz343.2

TEX vk FaXxUR; U —H— A F 2 m/z341.1

ruXy b A m/z186.0
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5. REMDIER

TEX VALK RTEX S e Fr X RO EERER10.1 % T10.0 mg (410.0 mgtH
W) BK &S0 mLOAAT T AL, 7& b= U /VIZEM L T200 mg/LEEERK
AL, SRR EFETORA L, 7' b= K UL THR L T0.00005, 0.0001, 0.0005,
0.001 % T80.002 mg/LOIRAIEMEAR 2R L=, £ D5 uLEZRIEORIK 7 a~ 7 F 7 -
HEOIEFHZEAL, T UHEELZHNTT X ) VAV R OTEFX ) v be Rafd v
Ko —7 mEAZHE L, BlcEE (ng), Ml — 27 miE%Z & > THEREHREZIER L
77

6. HTIE

6.1. SHTHRAE

6.1.1. FEIORILE
ZHELIZARBHIEZZEY, Fx ZHHC6nBEI LT b O A D2 O %Y ¥ iik,

RAERBUTHT, TNENORERB 2R LTz, B B&o70%, BE L THlkF
(—20C#&E) Lz, RAGHRHTIZRAOFLEREIZHRY, UL, IFH—TH—1k
L7z, REGHRHZIIRZOGERAE 20, ML, Ix—Ty—klL, £/, &
Sl RWERE L REEEZ AV CRRNELEREL (%) ZHHLE,

6.1.2. HhiH
6.1.2.1. A

)=t L7eatkR20 g2 =47 7 2223220 &0, 7' K100 mLZ % CT3047 iz &
I L7z, it & A& oo 7 il L S TSI Ai L, 7% 7 & b 250 mL Ty,
FARIC A LTz, AiEGbE T FrT200mLIZER L, £020mL GUER g4 &)
Z o E LTz,
6.1.2.2. R

Bt L7=ilBH0gh =A 772 aiiEn &0, 7' F o 710mLEMA THRED T AW
— TCHEHhM L7e, &% 7 MOAME LERE 27 7 S 30 mL T L, TR A Aot
300 IR & O Lz, Wz Az oo Tl iR T®RaI A L, #RiE4 7 % F 50 mL
T, FERIZAB Lz, AREEDETE R T200mLIZERL, £020mL GUEH ¢
FEYE) &AL,
6.1.3. ~F YV UK

SEU T IIRIZ S %A T B U D AERIE20 mLE OANFH 220 mLE %, #RE D%
AWTSHRM L KHIRE 5 Uiz, BRFER, AEELE 2 0L, KEIZiE~F 20 mL
EMAARROWE & 5 ROV IOBERZ B K LT, SEMIRERE 2 6bW, R BEA#K
TAI LT, 40°CLL T DK CRUERM L, RERITERKIL N T2 E LT,

51



Aoy EXC (Tkx /)

6.14. A AU RBI =N T ML DR

BA A A =T DTAFH 10 mLAEE T URTLEL L 7=, W E~F %5 mL
CHRR L, BEFHLBE L%, A AR =07 AT Lz, RROBIEL Y K
L, ZNOOWMIEREE T, KIS, ~FHhr /Y= From—70 (98:2,v/v) {RIE30 mL
ZIF L, IWHIRETY, 40°CLLTFOKIEBH CRUEEME L, mEITERXI F ORI 2 %
ELT,

6.1.5. T&

RAOEAIL, HEWE 7% b=hrVU /80 mLIZIEML, HEIILLTTE F=FU L
THR LTz, REOGEX, BEWMETE =1V 140 mLIZERL, NEIZSLCTT &
F=hUILTHRLZ, ZHEDRIEDS uLE ik s v~ v 75 7 - E&5H
FHZEALTE—Z mEZRD, RERLV T7TEX 7 DAV KRRT X/ bk RaF Uk
DEEZRD, W OXFREREL L LT,

6.2. EERAME (LOQ) KURHFRME (LOD) *

TE B PR AR Y & FBHR L & BV IR HEAE TE RERR A
(ng) (2) (mL) (nL) (ppm)

g0l
0.0005 2 80 5 0.004

KRB
0.0005 1 40 5 0.004
/MR AR HR i B BT IR A& TR R
(ng) () (mL) (nL) (ppm)

R
0.00025 2 80 5 0.002

KA
0.00025 1 40 5 0.002

Tex v, TEX VLR X RIIWTILGIE UfE
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6.3. [EIXEE
IINTIEMER D T2, BRI D R L O 52 O HEALBREEL 2 VT, 0.004 ppm (B 2R
), 0.25 ppm &% N5 ppm SN EEIZ 351 2 [BIGGER 2 & 500 C5hE L 7=, 7ds, ML
FERCEH T2 4T L, 42 CE BRI (<0.004 ppm) Td> - 7=, [EGRERESE B2 #1RT,
*IRED3AF P R 2 M e AR s AL SEREFR AT 2 OO B WA TG AL ER R} 2 i
6.3.1. RADER=R

v N FE ELYES SESIENEeS RSDr
(ppm) (%) (%) (%)
TEX L
B IEFIT 5 107, 102, 102,
99 6.9
94, 90
B IR 0.25 85, 85, 84,
84 1.0
84, 83
BRI 0.004 89, 82, 81,
80 7.9
75, 73

TEX /e Rex Uk

IR 5 99, 96, 96,
94 4.0
91, 90
BRI 0.25 98, 95, 94,
94 2.6
92, 92
BRI 0.004 95, 89, 87,
89 4.3
87, 85
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6.3.2. R DEINHE

v VIR B EIESS NASIE I RSDr
(ppm) (%) (%) (%)
TEX L
| 5 90, 84, 83,
84 4.0
82, 82
B IR 0.25 98, 98, 98,
97 1.7
95, 95
BRI 0.004 91, 90, 90,
89 1.8
88, 87

TEX /I RuXx ik

B IRFIT 5 96, 96, 93,
92 4.4
88, 88
BRI 0.25 89, 88, 88,
87 2.2
87, 84
BT 0.004 118, 108, 106,
106 7.3
101, 98
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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,
EHEYE . 200K B A D T LI, A 1 RO BELHEEUR X 100.04 ppm#EsIELEE (7 +
U7 4 —ay ha—Aalkl) 208 LT,

7+ VT 4 —ar ha— LB TR A R,

77, 2011410 H £ o & L E AR S EHAE (MHEEARLELZeY v #—)
BT HZAaATIZETZILQLTH T,

71.7 % U7 4 —arv ba— L3RR

7.11.8HW
D% S3HT A il L 7= [ IR AOLARLD
(%) 57 W i (ppm)
TEX IV 2012/11/26 Kk 70 <0.004
2012/12/13 T 77 <0.004
2012/11/13 =105 70 <0.004
2012/12/25 =5 74 <0.004
TeX /v 2012/11/26 Ik 99 <0.004
| = e A N 2012/12/13 i 1 105 <0.004
2012/11/13 BT IR 98 <0.004
2012/12/25 =15 78 <0.004
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71288
R34 S3HT B il L 7= [ IR AOLARLO
(%) 53T (ppm)
TEX /L 2012/12/13 RIK 88 <0.004
2012/12/13 i %N 71 <0.004
2012/11/21 =105 70 <0.004
2012/12/25 BT IR 70 <0.004
TeX /v 2012/12/13 Rk 99 <0.004
| = e R N 2012/12/13 i N 98 <0.004
2012/11/21 e 109 <0.004
2012/12/25 BT IR 112 <0.004

8. v NV v 7 AR OMER

~ MU w7 ARERERRIRIE, 4 1Y O BEAEEEEL O B &A1 mLZ& AR 7 5 2 2243 HL
L, 40°CLL T oK CTRIERME L, EHRXIL F CHREZ ¥ E L%, 0.001 mg/LOMKE
FRAATEHERIR ] mLICIERE L CAfd L7z, ~ Y v 7 ZARE TR 2 RITR T,
8.1.1.2H

~ MU w7 AR

534 Akt

(%)

TEX /L KK 99
SFL 97

=105 96

TEX IV K% 101
[ e A N SFL 92
=15 94
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8.1.2. 85
HAY 4 Akt < bV ZHR
(%)
T I 114
Pl 102
B 105
Tx/wv S 97
ERaxvE e %7
B 117

9. REFREMRB

B)—{b U e S AN b A 2 i L, —20CIZBRSRAE LT, —EMFRAE L
Tot%, [FERICOHT L TR Z RO | RAFPOZEM 2 LTz, RAFZEMRBR OGN R

B RITRT,
9.1. R DIRGFZ EMRERE R
9.11.7EF% ./ L
i ElEH SRR
#5544
(ppm) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 80, 79 80
0.5 = 146 (2012/8/1-12/25) 71, 70 70
0.5 IR 173 (2012/7/5-12/25) 80, 79 80
9.12.7tXx/ Ik Fuaxik
IR . ElEH SRR
%4
(ppm) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 77, 75 76
0.5 =35l 146 (2012/8/1-12/25) 77, 72 74
0.5 IR 173 (2012/7/5-12/25) 78, 70 74
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9.2 R DIRFREMERBRTE R
921.7k% ./ L
IR B ‘ PRAFHIE Ejles SRS [EIN R
[Fl 35544
(ppm) (H) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 87, 79 83
0.5 =S| 146 (2012/8/1-12/25) 73, 73 73
0.5 IR 173 (2012/7/5-12/25) 78, 77 78
922.7tXx/ Ik Faxik
IR B ‘ PRAFHIE EJes SRS [EN R
%4
(ppm) (H) (%) (%)
0.5 Kk 160 (2012/7/18-12/25) 93, 83 88
0.5 =%l 146 (2012/8/1-12/25) 88, 83 86
0.5 = IR 173 (2012/7/5-12/25) 93, 81 87
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-1, <~ A ALY R L
fF3-1-1. TEX ) IADRARART hL
TEX ) INADTAART "L (—IRAAZ V) O—fF] (EE—FK)

x102 |+ESI Scan:1 (0.2 min) Frag=50.0V $120524_15.d
402.2

0.9
0.8+
0.7
0.6
0.5
0.4
0.3

0.2

0.1 423.0

0 R H“umm\” . “mh‘ L [ AR
T T T T T T T T T T T T T T T T T T T T
355 360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445 450
Counts (%) vs. Mass-to-Charge (m/z)

TEeX /) IADTaR T NAX ¥ L AT kM LO—F
(FVI—Y—AF> ; m/z=402.2, TEE— R)

x102 |+ESI Product lon:1 (0.2 min) Frag=50.0V CID@10.0 (402.2 -> **) S120524_114.d
343.2

0.9+
0.8
0.7+
0.6+
0.5
0.4
0.3
0.2

0.1+

*
0- L .
T T T T T T T T T T T T T T T T T T
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
Counts (%) vs. Mass-to-Charge (m/z)
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f+X]-1-2.

x102

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2

0.1+

Aoy EXC (Tkx /)

TEX/)UNVE Fafxi DR AT ML

TEX U E ReXi ko< A AT "ML (—kRA ZY) O—fH (BAE— )

x102

0.9

0.8+

0.7+

0.6+

0.5

0.4+

0.3

0.2+

0.1+

-ESI Scan:4 (0.2 min) Frag=200.0V S120525_02.d
341.1

‘\ ‘\ T T - ‘\ T T T T : T T T T T T T \‘ T . T T
295 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375 380 385 390

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

TEX /e FaxifEoraXy b Axy o AT kL O—1fF

(FV B—Y—A 4 ; m/z=341.1, AE—K)

-ESI Product lon:2 (0.3 min) Frag=200.0V CID@30.0 (341.1 ->**) $120525_11.d
186.0

200.2

158.1

60 80 100 120 140 160 180 200 220 240 260
Counts (%) vs. Mass-to-Charge (m/z)

60

280

300

313.3

320

340
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MR-2. BEDOIZu< N5 A (RFEH)
f1R-2-1. 78X ) NADruavw 7T A

FEHESL 0.01 ng

FEHESL 0.0005 ng

=

Iy AEALER

5uL/80mL/2 g

x103

1.74
1.6
1.5
1.4
1.3
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

x103

1.74
1.6
1.59
1.4+
1.39
1.2
1.14

1
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.14

0

+EIC MRM (402.2 -> 343.2) $130125_12.d x103 |+ EIC MRM (402.2 -> 343.2) $130125_15.d x103 |+ EIC MRM (402.2 -> 343.2) $130125_04.d
1.7 1.74
1.6 1.6
. 1.5+ 1.5
1.4+ 1.4+
1.3 1.3
1.2 1.2
1.14 1.1
1 14
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4 0.4
0.3 0.3
0.2 0.2
0.1 i 0.1
0- 0-
o 2 4 6 8 10 12 14 o 2 4 6 8 10 12 14 0o 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HIRE 1 [EUGEE 1 Bk IR 1 [REIGEE 3 A% IR 1 ELEE 7 Btk
SuL/80 mL/2 g SuL/80 mL/2 g SuL/80 mL/2 g
+EIC MRM (402.2 -> 343.2) S130125_22.d x103 |+ EIC MRM (402.2 -> 343.2) $130125_20.d x103 |+ EIC MRM (402.2 -> 343.2) $130125_17.d
1.74 1.74
1.6 1.6
1.59 1.59
1.4 1.4
1.39 1.39
1.2 1.2
1.14 1.14
1 1
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4-] 0.4-]
0.3 0.3
0.2 0.2
0.1 0.1
0- 0-
7 7 7 7 7 7 7 T 7 7 7 7 7 T 7 T 7 7 7 7 7 T 7 T
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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ffX-2-2. 7TEF ) ve FudxfEorsa~w s 7 F A

FEHESL 0.01 ng FEHESL 0.0005 ng IR AL
SuL/80mL/2 g
x102 |- EIC MRM (341.1 -> 186.0) $130125_12.d x102 |- EIC MRM (341.1 -> 186.0) $130125_15.d x102 |- EIC MRM (341.1 -> 186.0) $130125_04.d
2.2 2.2 2.2
2.1 2.1 2.1
2 2 2
1.99 * 1.99 1.99
1.84 1.84 1.84
1.74 1.74 1.74
1.6+ 1.6 1.6
1.59 1.59 1.59
1.4+ 1.4+ 1.4+
1.39 1.39 1.39
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 (7S I N | 0.4 A
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HIRE 1 [EUGEE 1 Bk IR 1 [REIGEE 3 A% IR 1 ELEE 7 Btk
Spl/80mL/2 g SpuL/80mL/2 g Sul/80mL/2 g
x102 |- EIC MRM (341.1 -> 186.0) S130125_22.d x102 |- EIC MRM (341.1-> 186.0) S130125_19.d x102 |- EIC MRM (341.1-> 186.0) S$130125_17.d
2.2 2.2 2.2
2.1 2.1 2.1
2 2 2
1.9 1.9 1.9
1.84 1.84 1.84
1.7 1.7 1.7
1.6 1.6 1.6
1.5 1.5 1.5
1.44 1.44 1.44
1.3 1.3 1.3
1.2 1.2 1.2
1.1 1.1 1.1
1 1 1
0.9 0.9 0.99
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
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Anwy EXC (7EF 7 vL)

MR-3. BEREOrZa< N5 A (RFEH)
f1R-3-1. 78X ) NADruav 7T A

FEHESL 0.0005 ng

FEHESL 0.01 ng

HEE EALER

5uL/40 mL/1 g
x103 |+ EIC MRM (402.2 -> 343.2) $130131_03.d x103 |+ EIC MRM (402.2 -> 343.2) S130131_25.d x103 |+ EIC MRM (402.2 -> 343.2) S130130_03.d
2.2 2.2 22
2.14 2.1 2.1
24 24 ps
1.9 . 1.9 1.9
1.8 1.8 1.8
1.7 1.7 174
1.6 1.6 1.6
1.5 1.5 154
1.4 1.4 1.4
1.34 1.34 1.34
1.2 1.2 1.24
1.1 1.1 1.1
1 1 1
0.9 0.9 0.9
0.8 0.8 0.8
0.7 0.7 0.74
0.6 0.6 0.6
0.5 0.5 0.5
0.4-] 0.4 0.4
0.3 0.3 0.3
0.2 0.2 * 0.2
0.1 L 0.1 L 0.1 e -
0*‘ . . . . . . . 0*‘ . . . . . . . 0*‘ i i i . . i .
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
IR 1 [ENLE 1 Atk IR 1 [ENLEL 3 Atk IR 1 ELE 7 Atk
5 pL/1600 mL/1 g 5 pL/400 mL/1 g SuL/40 mL/1 g
x103 |+ EIC MRM (402.2 -> 343.2) S130131_13.d x103 |+ EIC MRM (402.2 -> 343.2) $130131_10.d x103 |+ EIC MRM (402.2 -> 343.2) $130130_21.d
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
1.7 1.7 1.7
1.6 1.6 1.6
1.5 1.54 1.54
1.4 1.4+ 1.4
1.3 1.3 1.3
1.2 1.2+ 1.2 N
1.1 1.1+ 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
0.3 0.3 0.3
0.2 0.2 0.2
0.1 0.1 0.1 1L
0- 0- 0-
7 7 7 7 7 7 7 T 7 7 7 7 7 7 7 T 7 7 7 T 7 7 7 T
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14

Counts vs. Acquisition Time (min)

Counts vs. Acquisition Time (min)
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Aoy EXC (Tkx /)

fX-3-2. TEF )k FudxfEorsa~ N7 J A

BEYESL 0.01 ng JEEYES 0.0005 ng Bl AR
SuL/40 mL/1 g
x102 |- EIC MRM (341.1-> 186.0) S130131_03.d x102 |- EIC MRM (341.1-> 186.0) S130131_25.d x102 |- EIC MRM (341.1-> 186.0) S130130_03.d
34 3 3
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 1.84 1.84
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
0.4 S N N O 0.4 — ]
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
il 1AL 1 H & EIG 1 [AALER 3 % Hile 1AL 7 H &
5 uL/1600 mL/1 g 5 uL/400 mL/1 g 5uL/40 mL/1 g
x102 |- EIC MRM (341.1 -> 186.0) S130131_13.d x102 |- EIC MRM (341.1 -> 186.0) S130131_10.d x102 |- EIC MRM (341.1 -> 186.0) S130130_21.d
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 N
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 N 0.8
0.6 0.6 0.6
0.4 — 0.44]- 0.4 —
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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Ary WMEXC FEEES, FW5E)
BENEM D 7 N— Tk - BRESITEEMD
AEEEE, FWE5E
LB EES
e A R CEMERE REWEE RER REROVY EREK (%) R DS
B A% (kg/fE) (keg/f) (kg) (kg) REA R (mm)
I 0 — 1.97 1.95 9.84 9.72 92 8 2.6
C 1 1.88 9.38 93 7 1.1
C 3 1.91 9.56 94 6 1.5
C 7 2.02 10.1 94 6 2.1
¥ 937 1.8
g 0 — 1.72 1.70 17.2 11.9 91 9 3.2
C 1 1.67 10.0 91 9 2.9
C 3 1.70 10.2 92 8 3.1
C 7 1.70 10.2 93 7 2.6
¥ 92:8 S 3.0
= 0 - 1.84 1.87 18.4 11.7 92 8 1.8
C 1 1.85 9.26 91 9 1.6
C 3 1.87 9.36 92 8 1.8
C 7 1.92 9.60 93 7 1.9
%) 92:8 FH1.8

3NFHOMEE

1.84 kg/f

3IFHOMRERDFY

11.1 kg

C: = FH Y — L2 ALEE
77 UF b U LS
T IVA NI = R2E AR

TJxr7uaxXk)y, 72 Y 4R

A e N 1P %
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Auy REXC BEES, /Eh5H)

2 VE BB D —4]
213K

B R LRI F

RYE AP H AR IR ALERT H %
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Auy REXC BEES, /Eh5H)

A AL A AR H %

= ALER3H % = ALERTH %

67



Auy REXC BEES, /Eh5H)

Bl SEALEE R ALEEL A

R ALEE3 H AR B ALERT H %
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