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1. TS S W OB LR K O S

a7 727 2 (brodifacoum)

IUPAC 4 : 3-[3-(4'-bromobiphenyl-4-yl)-1,2,3,4-tetrahydro-1-naphthyl]-4-hydroxycoumarin
5512 CaH3BrO;

sy 523.4

S AR

Log P,: 85%

PKa: B9y Y

AR <0.001 mPa?

filas: 228-232°CY

72N B0 CETRIE, B A 30 H LR, Wi Tk UV THfig, v

v 771 (warfarin)
(@] (@]
SO OW
O

IUPAC 4 :  4-hydroxy-3-(3-oxo-1-phenylbutyl)coumarin
713 CigHi604

rf-&: 308.3

S AR

ARSI 1.5x10° mPa®

filss: 161-162 °C Y

ZEME: FERICRE Y

Y The e-Pesticide Manual 14th ed., ver.4




2. HYEME (B E)

Ta7r 47 7ay s 0.0005 ppm (O AONTE. KO KA ) ( 0.001 ppm (£ Dfitod
HKED)

77V 0.001 ppm (T_XTOEKEY)



[FEBRT7iE]
1. AE- 3R

ARSI K OVGRBE T, 7R 88 R e a3 2 T e,

TuT 47 Ay MERE G ITRIedel-de Haénth 8 (Ffi£99.3%. il 1221.1-221.8°C) @
PR IR A K2 W e, UL 7 U BEYE §L 13 Dr. Ehrenstorfer GmbHAE S Gifi
98%. Mlm161.8°C) DFkH RGN REE W,

FEHEJE (1000 mg/L) XA AEHE L 10 mgZ & FE L. 7 Bh=F)/110 mLIZiAfiE L C
TR L 7o, B EARER A K ORI BN ER H DR &R ME VA R 1T BEE R R & A% ) —
JVCHE B AR TR L7, Zeds . JEN OFNEINGRER IZ B W TIE, A% — L TREL
TAAEAEVRHE (L mg/L) 27 B R CHRMRLUT=H D2 RN EILGRER H OIR A HERIR L
77

TFL VT IVN-T e ALY BT VI =HT A (500 mg) 1%, Varianth #

Bond Elut Jr-PSA (8 {4 500 mg) & v 7=,

2. HE
LC-MS/MS: Waters #-H &gk a~hr77 Alliance 2695 K VR #HHVE &4 Hr &t
Micromass Quattro Premier % L 7=,

3. JESM:
(1) LC &t
F17 2 Inertsil ODS-4  (N£E 2.1 mm, £-X 150 mm, Ki-7-£& 3 um, GL Sciences 11:4%)
H—KAZ2: Inertsil ODS-4  (PN£E 1.5 mm, £& 10 mm, Ki+-£& 3 um, GL Sciences
FH)
J17 LR 40C
HEAE: 5uL
B
AR : 10 mmol/L EEEET . =7 AIRIK
Bi&: 10 mmol/L HEEET L =L A% ) — VIR
FEhFEFTHE : 0.20 mL/min

TN
i (49) A (%) Bk (%)
0.0 80 20
15.0 5 95
25.0 5 95
25.1 0 100
35.0 0 100
35.1 80 20

BRI . T Ty s 20345, U 77U 1384y



(2) MS G
AFALE—R: ESI(—)
HIEE—F: SRM (selected reaction monitoring)
Xyt ZU—EE: 05kV
V—2ZIRE: 120 °C
a—2F A Ny, 50 L/hr
ISR L © 400 °C
B IEAT A . Ny, 800 L/hr
aYPar A Ar, 3.1 %xe > mbar

HEAA
Wz a— EFE alVay TRALF—
(V) (eV)
JuraTravs  EBA4L 522.8—134.8 60 35
EVEAA  522.8—80.9 60 42
7% e 2N EEmAA  307.0—160.9 30 28
EMEAA 307.0—249.9 30 28

4. BRI IR O
(1) Hht

R 10.0 gUIEN DA% 5.00 9) ZEDEE-~ T2, LFORA., 4Dl M QKD 5 I O FRAN
[ FRBR I W CREHEA IR 2 RN 235 B 1d, A ) — VTR IR S ERIR (T e T
4777 L5 pg/l, VL7 7V 10 pg/l) 1 mL ZEANL T 30 3@ L7z, S, 972E LU
. BN K OO WINEN BRI TR ERIR A IS N 235 B0%, A%/ — /L CRliBL
TIRAIEMERI (T 0T 47 7y A OV 7 745 10 pg/L) 1 mL Z 3L € 30 453 Bk &
L7zo RER OBHNENGERER 2 W TIEE IR A RN 235 51%, 72 b TR LU 7R A4S
YR (7T 47 73y L L7 7U45 10 ng/L) 0.5 mL ZFRINL < 30 45 M@ L=,
1B B0 K N IEADOFMBIGRER B W THEERIREZRINT 25813, A%/ —LT
TR A EERR (T aT 47 7ay L VUL 7 745 10 pg/L) 1 mL 2L < 30 4y
FiE% . 7K 20 mL 20N THRL 7, ZAVUZHERR 1 mL X OV &R 100 mL 2% THRE
AR AT EER Lom DESIZENEAME VTS ALz, ARt Eoik
B 7' 50 mL 2z CTREV AR, WElAHB LT, 5 b -AkE A,
A0°CLA T TR 10 mL (1EH > DFA 134 30 mL) (2 #EL 7=,

T 10%HA6 T FD LGS HE 100 mL M ONFERR = F /L[~ (1:1) 100 mL TorikiF
2L, 5 pHIREO LT, AEEZEY, KBIZHEB—TF /L I~F 2 (1:1)50 mL ZI%.5
SRRED LTz, 703, = var BERR LIS A1, 47 3,000 [RIH5C 5 43 O BEs
1To7-, AtfEEZ A Y, EOMEKFEE N L& N2 T 15 /5y FE S, BKRER TR
U LEABIL, BT I ~FH 2 (1:1) Z 0% T, IEfMEZ 200 mL & L7=,

R 20 mL(BERAOH A1 40 mL, 381 g f124) 280, 40°CLL F CIaiE A FRE LT,
A~ 30 mL ZANZ, ~F Y fafn T Eh=R/L 30 mL T 3 [EHRES L7z, 7Eh=R

VIEZ SO AOCLL T Ttz REL, e T B ~F 5 (1:1)2 mL (2L
5



7’9—
—o

(2) Fyi

O, TOT 'R AA~FY L (1:1) 10 mLTHEF L72PSAI=77 4 (500 mg) |2
AL, SHIZTERANFH L (1:1) 8 mLAE AL Tt RIS Tle, IRWT, TR
[~F 15k (25:25:1) 20 mLZVE AL, I IR O 2 40°C L T ChrELT, B Y
TAR ) — ZTEME L, IEREICL mLEL 7= D2 BRI (1.0 gl BHmL) &L 7=,

5. B

FEHEVAY 0,125, 0.25, 0.50, 0.75, 1.0 XN 1.5 pg/L (Z a5 47 7av b, FOFHA, 40
JHFRB S OR D PZ 350 VTl 0.0625, 0.125, 0.25, 0.375, 0.50 }2 T} 0.75 pg/L) &A% /— /L
THEL, ZhZh 5L Z LC-MSIMS IZHEA L T, B — 7 mfEIE THREMRZER LT,
FRBRVANE 5 L & LC-MS/MS ([Z{EA L, B HIRE 2R 1=,

| B |

RERGLIA. 10.0g (1IZHH>DHE137K20 mLE N2 TR
HER% 5.00 g

| il |

WEfE1 mLa Nz %

7Eh 100 ML ZTN50 ML CTHREYF AR
51 Al

I?tw%r&%f

10%H b5 M7 AFEIR100 MLC AR SH BT
W =TV~ (1:1) 100 mL K Of 50 mLCHhiH

| fhizk |

MK FREE T R B AN 2 1555 [ e
KRS T D L% AR

Wi F )Li~FH%> (1:1) TIEMEIZ200 mLET %
HhH#20 mL (RS D354 1340 mL) ZE5 GRUEFL.00 ghA 24)
RIEER 5

[ 7EF=RIL~F 3R |

BRI AN -~ Y30 mL TR SHI B

n -~ R 72 b=k /130 mLC3[ElHH
THR=RNLVBOYEE AR E

TR~ FH 2 (1:1) 2 mLIZTEfR

[PSAI=77 2 (500 mg) K5 HL |

T, TERASNFF L (1:1)10 ML Ty Fo4va=r

Fh i & A far

TERA~NFH L (1:1) 8 mL (AR EAET10 mL) T
TR R AT XL (25:25:1) 20 mLCIAH

IR

AB ) —/VCIERMEIZL mLEL, 3BRIEIRET5H (1 g/l mL)

[ LC-MSIMSHI'E |

SEO7a—F ¥ —h
ARG 2R
1. YAANRI VA
5: Scan ES-
100 522.98 3.30e6
n ] 524.01
01,476.98480.12 494.77 50685 \ 525.06 542 84 554.68 566.52576.88 588.82598.72
T T T T U T T T T T T T T T T LARRA LR RLRLY RALRN LLALN ELRA LRI LALR AR ] 6
4: Scan ES-
1004 522.99 3.77e6

%,

524.00

0147699 49313 50686 \/525«06537‘01 554.86 576.85 580.76 22 0
e B e e e e M e W ey A ]



1-1 7TBFAT7 7T LD~ A AT L
a— (V) 0 a5 30, 40, 50, 60, 70

brodifacoum_m

brodifacoum_m(ce-) 41 (0.807) 8: Daughters of 523ES-
10 9255 14299 1.43e5
m o 80.26) (93.41 218.60 24501
E S B ] \‘ \" 3‘05'9‘4 3‘35,7?35‘7'45‘ 453.90466.37 _ 550.29 568.08
brodifacoum_m(ce-) 40 (0.785) 7: Daughters of 523ES-
93.0: 2.06e5
80.73 135.13
K
%} N |, 1ses2 24508 3505937265 430.97472.30 523.30 54639
L s e e A e A A
brodifacoum_m(ce-) 41 (0.802) 6: Daughters of 523ES-
10 80.88 2.87e5
<] 80.42) 13505 18600 21883
< L9833 | 316.30 40314 46310 52229 5761
R L e e e R e A
brodifacoum_m(ce-) 41 (0.800) 5: Daughters of 523ES-
10 134.97 52252212'63 3.40e5
s 807 186.98 -
‘ 2450875705 34810 37281 476.98 57057
O L L A A M A
brodifacoum_m(ce-) 41 (0.797) 4: Daughters of 523ES-
522.76 1.36e6
10
8065 13513 18698 26331  328.23  394.41 476.36 537.03578.61
T T T T T T T ARRR RARRIRAR RN L T T T T T T T T T T
brodifacoum_m(ce-) 40 (0.775) 3: Daughters of 523ES-
522.68 2.17e6
IOE
©
&1 8532 313.34
X B B .86 478.77 .
10578 1538110492 28116 "\334.30 351.14393.86 47877 |  568.08
brodifacoum_m(ce-) 43 (0.832) 2: Daughters of 523ES-
52276 2.22e6
10
K
S s158 U357 1gg7g 26248,00 5 3237 41624 o oo ‘ 538.75580.71
T T T T T LAARRLEAR T T T T T T T T T T
brodifacoum_m(ce-) 41 (0.790) 1: Daughters of 523ES-
10 52268  2.21e6
;% 80.57 522.21
10213 20544217.35  284.66 3723438801  489.85 567.53 1

12 7arA77aubO7Tar ) AT AT X AT ML
TVH—H—A2>: mlz523
a—2EEN) 60
aY Vg AX— (V) : Fnb 7,14, 21, 28, 35, 42, 49, 56



5: Scan ES-

10025003 2.03e6
» <]
5110 2o 307.01
o : 283.10 23897 30810 3950333908 34516 35710 366.85
T T T T T T T T T T T T T T T T T T 1 LARAMRARRS Eanianasn]
4: Scan ES-
1004 307.00 2.44e6
1250.03
<]
251.13 308.12
W 26302 g0 288.96 / 32510 12234520 357,10 367.04
T T T T T T T T T T T T T T T T T T T
3: Scan ES-
1004 306.99 6.24e6
527250-06 263.02 288.88 . 358.84
o . 283.14 7 4 325,05 328,93 345.13°°' X' 366.87
T T T T T T T T T T T T T T T T T LARRI RN
_ . . . . 2: Scan ES-
1004 306.99 6.22e6
& 308.09
0125511 26006 28312  207.07 32911 34523%%2 36685
T T A
1: Scan ES-
100, 306.99 4.39e6
"bs0.05 308.11
o 25749289 28310 p9604  |[ 324,99 33888 3459 35331 367.00
A I S e R e S R e L A
250 260 270 280 290 300 310 320 330 340 350 360 370

2-1 UNLTFI D~ AANRYT L
a— & (V) s 20, 30, 40, 50, 60

warfarin_m

warfarin_m(ce-) 60 (0.776) 8: Daughters of 307ES-
116.98 1.21e5

10

LIRS 129.42142 81

°3 5577 o196 | 7 204.74.214.26 25116 284.20 319.29 366.19
T T T T T T T T T T T T T
warfarin_m(ce-) 60 (0.775) 7: Daughters of 307ES-
10 116.98 2.75e5

o 116.24)

=

E 57,5892.39 4 14091 18138 20079 295277863 2%3%0 33563 366,63
e e e TR PR e AP AR

warfarin_m(ce-) 59 (0.760) 6: Daughters of 307ES-
10 116.76 6.01e5

%

Z% 56.92 8010 564 12978 16059 193 39 22165 249.55 2579 5534733511 363,55
T T T T T T T T T T T T T

warfarin_m(ce-) 59 (0.759) 5: Daughters of 307ES-
10 116.54 4.04e5
160.81
< 5701 117.49 24085
o i 9225 |/ 194.56.206.20 -85 261.20 306.91332.33 359.81
T T T T T T T T T T T TrrrrrrrT
warfarin_m(ce-) 62 (0.796) 4: Daughters of 307ES-
10 249.92 9.87e5
160.81
S 249.33
‘(’} 56,92  93.42116.46 [/161.33 187.46 26098 506,91 37339 5554p
T T T T T T T T T T T f T
warfarin_m(ce-) 60 (0.768) 3: Daughters of 307ES-
10 160.89 3.01e6
2 160.30| 24985 306.91
C('} 5729 929811661 ) 20554 22953 28933 7 345.38 30201
T T T T T T T T T T T T T
warfarin_m(ce-) 60 (0.767) 2: Daughters of 307ES-
306.84 6.11e6
10
& 160.81 262.74 348.97
250.075°°" -
0. 75:79:83.47 124.50149.18, | " 186,80 222.38 250 : 33183
warfarin_m(ce-) 59 (0.752) 1: Daughters of 307ES-
306.84 8.59e6
10
X
55 6730 g, g 11559 15 g 161 03 17743 28710, 45 205.92 343.25 w6729,
T

50 75 100 125 150 175 200 225 250 275 300 325 350
22 NIV DTaL T MAF U AR AT RV
TUH—H—AAr: miz 307

a— &) @ 60

a)VarzxX—(eV): Fnb 7,14, 21, 28, 35, 42, 49,

56
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2. BB

=

900

y =574.86x - 12.788
R2 =0.9992

800 ~
700 A
600 A
500
400 A
300 A
200 T
100 -

Area

O T T T T L T T T T T

0.0 0.5 1.0 15
Conc. (ug/L)

3 TmTaTravioffEsi (0.125~1.5 pg/L)

1600

1400 y = 928.85x + 10.333
1200 | R2 = 0.9997

1000 A
800 A
600 A
400 A
200 T

Area

O T T T T T T T T T T T T T T T
0.0 0.5 1.0 15
Conc. (ug/L)

B4 UATFICORER (0.125~1.5 pg/L)



3. MBI EER

FOFA. FONEN . ORI, RO, ST, 972E LUA HBIN A5, 3Bk
VUL EH2ZHNT, 5 FHTOERIMEINGRRZIT 72, 7eds IRIILSA O R TIEAZ /—
VTR 7AR E RS R 2 RN U T2, IENIZ I W T, BB I AY ) — VIR EIR A L7221z

728 A% ) — )V TR TAZYEATR (1 mg/L) 27 ' b TR LTI 2 i hn L=,

(1) R

FRETLIZ 11 R TIE, EREYE T8 213720 -1,

(2) B K UG BE
TaT 47 yay
s PRI EE EICE (%) B o
Gl (mg/kg) 1 2 3 4 5 () RSD(%)
O 0.0005 91 94 96 85 93 92 5
ESoliE] 0.001 86 81 84 83 85 84 2
Ol 0.0005 79 90 90 84 86 86 5
RoOfFA 0.0005 104 88 101 99 96 98 6
=YY 0.001 93 97 91 96 94 94 3
X 0.001 90 86 87 97 93 91 5
LA 0.001 87 85 84 87 84 86 2
YR 0.001 91 98 90 99 88 93 5
el 0.001 89 93 94 91 88 91 3
Th A 0.001 108 107 113 106 108 108 3
X I 0.001 89 95 93 99 97 95 4
77l
e TN EIEE (%) B o
A (mg/kg) 1 2 3 4 5 CF-%)) RSD (%)
FORA 0.001 96 99 102 92 100 98 4
DHeH; 0.001 103 100 93 93 98 98 4
LDl 0.001 105 106 97 101 101 102 3
RO 15 A 0.001 90 92 96 87 95 92 4
=i 0.001 92 96 96 99 95 96 3
H7pE 0.001 104 94 98 103 96 99 4
LU 0.001 91 94 92 89 90 91 2
N 0.001 102 103 95 88 98 97 7
==l 0.001 99 96 105 95 97 98 4
ITh & 0.001 111 108 108 106 109 108 2
ZiEHo 0.001 97 95 94 97 100 97 2

10



(3) & BERA
1) 7 a7 47 7ay h
IR EE 0.0005 mg/kg THSINEIGRERZ 1T S T2 2R O A 4O T OWKO ) A Tl
B N ODHMTRHEEE O BAREA 2L TR, HON7cE—21EL SINZ10 Tho7oZinb, &
B[R % 0.0005ppm &% ELT-,

2)INT 7

WINPEE 0.001 mg/kg CTHSINEIGRER A T 7o F ., METL7e T R TORMICB W TE
FE K O THREEE O BAREZ T R L TRV, 156N 7 —21F SINZ10 Tho7zlenb, iE &
[R5 % 0.001 mg/kg &% & LT-,

(4) 3Bt~ R 7 2D E ~D B2

v — 7 fE b
(= N7 AREHEGSUR / BRI HE YRR )

Uk 70T 4773 A INT 7Y
LDORA 0.97 0.93
DR 0.91 0.99
A [k 0.93 1.00
KD 1.04 0.92
=i 0.95 0.94
IpE 0.88 0.99
LU 0.87 0.94
I 0.91 1.07
A 1.00 0.98
(4SS 0.97 0.91
ZNEID 0.99 1.04

[FEL0]

SAKREDHOT 0T 4773y AR ULV T 7Y aBRiES LT, BEEREYE N7 2 Thil
L. BEfgE =T )L Je M52 DIRIE CHRIA . 7 ER=RLA~F 5Bl O PSA =07
L TR TLC-MS/MS T & & OMigsl 3 2 HIEZBFE LTz, FOf W, AFDfEN . AFDRTF
i, KO, i, 572X LUA, IR, FH. 3B A DK OZE XA OO 11 BHHIZONT
WHALZRER, 707 0773y MIEE 84~108%., HTHEE 2~6%., VL 77U T FLE
91~108%. PHTHEEE 2~T7% D BAIf ek K3 GOz, £, EERALL T, 7 rTr 772
7 A1 0.0005 mg/kg, VL7 7V 1% 0.001 mg/kg 7% E FIRE T DI LR ST,

11



AMEIGABR 23 1T HIREKR 720~ T L (DB )

TaFa7ray s (FINEEEE 0.0005 mg/kg)

4: MRM of 4 Channels ES-
522.8>134.82

1007 2.00e3
<] TR
T T T T T T
1600 18.00 20.00 22.00
4:MRM of 4 Channels ES-
100+ 522.8>134.82
2.00e3
N e
T T T T
1200 18.00 20.00 22.00
4:MRM of 4 Channels ES-
- 522.8>134.82
100 2.00e3
S KRUER IR
T T T T Time
16.00 18.00 20.00 22.00

TV 77U (BN 0.001 mg/kg)

2: MRM of 6 Channels ES-
306.97 > 160.85

100 4.00e3
£ l TRk
0 R e e T
10.00 15.00 20.00
l 2: MRM of 6 Channels ES-
100~ 306.97 > 160.85
4.00e3
S NIEY
0 T T T
10.00 15.00 20.00
l 2: MRM of 6 Channels ES-
306.97 > 160.85
100~
00 4.00e3
& FRUER IR
0 Time

T T T
10.00 15.00 20.00
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