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Simultaneous Determination of Pesticide Residues in Agricultural Products
by Liquid Chromatography with Electrospray Tandem Spectrometry

MITSUNORI SUGIMURA, AKIE TOYOTA and CHIEKO MOCHIIKE
(Received Nov. 1, 2005)

BRI v~ N 757 - 2T NEESIER (LS/MS/MS) 12 X 5 EEYH 023 D[RR
WrEERE LTz,

IHTRIR23EI A0, 1ug/gDBET, LK, KE, NbAva, ¥V, xvLryy, Juoa
BOF L DIemint 723888 Tix, EINERT70%~120% O E23KI1E, 232D TI5EIE (V347
Vb=, T Ty, FTueT=)R, FIFV, 72 ATV T7hA, Turyh, BYTH
UK, ¥Fukry Fp-FT7VL, YAaFS—L, FTRUES—), F7Fr7uTY LR, FTAMF
YA, hoLars a2, NITFTEATL2ZEORNYFat ) —L) Thoiz,

7z, LC/MS/MS (MRM) 7 v~ k75 AICiX, SRS U7 BEYT, DICEEE 251
EY— 73BN o T,

X—U— R R AKERON, EEY, LC/MS/MS, Cl18% F 4, ENVI-Carb/CL-NH:# T A

#

ERRISAE 5 H30H O& B AELRIEIC Y, 6470 &
OB EIRME (BIEE) ¢, HEREE GB—K
£) BDEDLNZ, ZORETEKEDREEREC, K
T4 T ) A NHPBEAIN, ZOBITRATHE 3 ELL
WEED LN, ZORDEAFEE TIX, VALI5E 2
RCH T EIIE AT & & Iz 2 E D 28 Fe B D 1 1 %
BT, BEBRESTEMRNS BREte) oML, F
—RENED LN EROSIEORF 217> T 5.

LE, ZOWEO—BRELT, LoBETRENE
F7 ¥ % FITLC/MS/MSIT L 5 EEY th 023 3K o [F] Iy
DHEERF L0 THET 5.

XBAHE

A
RGN TEALZEZ A, KE, SbAva, Fy
v, RULYY Y, VUIRUA LY OR T EEY.

2 HEFE

(1) #%£ #& J : isoxaflutole (IFT), oxycarboxin (OCB),
propham (PRP) % Uwpyriftalid (PFL) (Z> 27 ~<~7 NV KU »
F#1:8 %, lactofen (LCF), naproanilide (NPA), oryzalin

(OZL), oxydemeton-methyl (ODT-M), phenmedipham

(PMD), pyrithiobac-sodium (PTB-S), tralkoxydiml, 2

(TKD1, 2), tridemorph 1, 2 (TDM1, 2), triticonazole (TCZ)
K Uquizalofop-p-tefuryl (QZF-P) 13 B H AL = (5 %,
methoxyfenozide (MFZ), milbemectin A3 (MBM-A3) K&
O'milbemectin A4 (MBM-A4) 13 #f il 3£ T 3 @) # %,
pyrazolynate (PZN), simeconazole (SMZ), thiabendazole

(TBZ), thiacloprid (TCP), thiamethoxam (TMX) K& O
thiophanate-methyl (TPN-M) Xf0ytHlisk T 25 & FHwv
.

723, TKDI, 2K O'TDMI, 213 £ MR OIRGEEHER %,
TCZiX10ug/mL (A YV & v ¥ VIRKR) %, QZF-PiX10u
g/mL (7& b=k VEKR RV,

(2) EHERR AL E T N =Y VITEML, 10
ng/mLO23EFIBESFEERIR (mix-STD) ZFR%LL 7z,
Z Omix-STD% A % / — )V THIRL T, 0.01lpg/mL~
0. 15pg/mLO MR EFRFHEAERIK (cal-STD) ZFRIEL 72,
7272 L, TDMI1, 20cal-STDI0. 021g/mL~0. 15ug/mL &
L 7.

2%, TBZIE, 7E& b=k VTR ICEMRL 720
e, YEORXZ ) —NVTEEE, TER=F Y VTH
WL Tz,

TCZIL, VB DA Y & 7 % v & BHRZGEH TL00uL~
200uLE TEMEL, 7TEF=F VAL THRL .
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(3) C18# 7 Al Variantl:#Bond ElutC18 6 mL (1g) %,
FHOT7ER=rYAMIOMLTa T4 a =7 LTH
Wiz,

(4) ENVI-Carb/LC-NHzH 7 21T A~ 2 #E8L 6 mL (500
mg/500mg) %, FH25% kL - 7TE b=k VIVRIKR
IOmLTavF s> a=y7 L THW:.

(5) 0.5mol/LY VEEREE#K (pH7.0) Vdn-~F ¥ o TH
HLUTHWE.

(6) ZOHMOMES « fafikEEE S ]I
7.
3 % &

LC/MS/MSIZ, API3000 (Applied Biosystemstt: $),
LCEBIZAgilent1100 (Agilenttt#) % H iz,

4 DWEH
LC&M KR OMS/MSE1E, 1 KVER2ITRL .

5 HERBIROARFGESE

(1) REBREEOFARIL, 164 7 HICHE S it
RCBWTERALLFEERAHWE, 20 FEEZK 1 IOR
L.

#1

LC/MS/MS%t:

LC conditions
Analytical column:

Mobile phase flow rate:

Mobile phase
Solvent A:
Solvent B:

Gradient profile:

Column temperature:
Acquistion time:
Injection volume:
MS/MS conditions
Scan Type:

Ton Source:
Desolvation gas:
Polarity:

Nebulizer Gas
Curtain Gas

Ton Transfer Voltage
Temperature
Collision Gas
Entrance Potential
Focusing Lens 1
Prefilter

Focusing Lens 2
Dwell Time (msec)

40°C
30min
5ul
MRM
ESI
N2, 6L/min
Negative Positive
10 12
8 8
-3000 3000
500 450
4 3
-10 10
11 11
15 15
20 20
120 50

XTerra MS C18, 3.5 pm, 150 X 2.1mm (Waters)
0.20mL/min

5m mol/L ammonium acetate/methanol

5m mol/L ammonium acetate/water

15% A—45% A (1min)—45% A (3.5min)—
50% A (6min)—55% A (8min)—85%
A(17.5min)—85% A (30min)

#2 MS/MSHM:, T=F—AF, REHFERURERA

e - e QU AV E OB F& E oM & M e/ MR H &

oA PR RS (m/z) Q344 (m/z) DP CE  Q@4#%v (m/z) DP CE (pg)
isoxaflutole 359. 04 1. 00 358 79 -30 -20 108 =75 -55 0.7
lactofen 461. 05 0.74 479 344 40 30 223 31 53 0.6
methoxyfenozide 368. 48 0. 88 367 149 -60 -30 105 -51 -44 0.2
milbemectin A3 528. 31 0. 68 551 240 100 55 337 80 49 8.3
milbemectin A4 542. 32 0.67 565 240 90 55 337 80 49 6.2
naproanilide 291.13 0. 83 290 143 -40 -30 93 -60 -30 0.3
oryzalin 346. 36 0.84 345 78 =40 =72 281 -30 -20 0.2
oxycarboxin 267. 06 1.62 268 175 40 30 147 40 30 1.3
oxydemeton-methyl 246. 01 2.49 247 169 20 20 127 40 30 0.4
phenmedipham 300. 11 0. 96 301 136 40 30 168 110 20 1.7
propham 179. 09 1. 03 180 138 20 20 120 20 20 7.5
pyrazolynate 438. 02 0.78 439 91 40 60 229 86 41 0.4
pyriftalid 318. 07 0. 94 319 139 40 40 93 51 75 0.4
pyrithiobac-sodium 326. 01 1.24 325 155 -10 -10 281 -16 -16 0.9
quizalofop-p-tefuryl 428. 88 0.75 429 299 40 30 85 80 55 0.4
simeconazole 293. 14 0. 85 294 70 40 50 73 80 55 0.8
thiabendazole 201. 04 1.33 202 175 60 40 131 40 30 0.8
thiacloprid 252. 02 1.59 253 126 40 30 73 40 50 1.5
thiamethoxam 291. 02 2. 37 292 211 40 30 181 60 40 3.8
thiophanate-methyl 342. 05 1.23 343 151 40 30 93 60 40 0.7
tralkoxydim 1 399. 20 0.91 328 254 -40 -30 66 =75 =55 0.1
tralkoxydim 2 1.04 328 254 -40 -30 66 =75 -55 0.4
tridemorph 1 929730 0.63 299 130 60 40 98 80 55 22.3
tridemorph 2 0. 60 299 130 60 40 98 80 55 31.6
triticonazole 317.13 0. 85 318 70 40 50 125 80 43 8.3

DP : Declustering Potential (V) CE : Collision Energyl (V)
FMRHE - EARZ 5 ul, S/N=3 0RO EEOMHEME (pg)
TRRHERE @ isoxaflutoleDFRFFRFE & 1 & U Te & & AR RRERRH]
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(2) #Et7 I 7 (BL) 1%, THoHIL3EE B
SINBRNZ L R LT T BEYICONT, M1kl
3o TR 2R L 7z,
B ~ MU v 7 AR (max-STD) 1%, &BL%Z
RS DI0ICHND A Z ) —LDORDYIT, cal-STD
(0. 1ug/L) 4mL (X, KEOHFE2mL) 2z T
WL Tz,
(4) FEHERMABRIAK (std-SP) 1%, T®DHr*kI523/E
EPREINBZNZ L 2GR L T2 7 BEMIZOWT,0.1
ug/gl 725 X 5 Zmix-STDZE ML 7, X1zl
3o THHEL 7.
(5) LC/MS/MS~DRERVEHRFE DEAIL, BL—cal-STD
(0. 01pg/mL) —BL—cal-STD (0. 05ug/mL) —std-SP1
—cal-STD (0. 075 ug/mL) —std-SP2—¢al-STD (0. 1 ug/mL)
—std-SP3—cal-STD (0. 15ug/mL) —max-STD—cal-STD
(0. 1ug/mL) —max-STD—cal-STD (0. 1ug/mL) DJEIZ
1To7z.

6 EBE
VAR 5 nLZLC/MS/MSIZEEAL, 55 72MRM
(Multiple Reaction Monitoring) 27 v~ k77 ADOE—2
HEP D, HREREIC L VIERL EREREHWT
EEDOBEZERL 2.

BF3E - 5220.0g(std-SP (AFEI20.0g+ 5 2 g FEK o KIF 100g(std-SP 1E3REH0.0g + &3 1 g)

7 b=k VUL X2(50mL+20mL) i K 20mL, 155 fE

y 7 b=k Yo x2(50mL+20mL)

FEVFAL X sHiH
A

YV
E A 10mL(7E F=FU)
il i20mL5y B
i NaCl 10g(fafn & 72 2 fit)
v 0.5mol/L Y > F#% itz (pH 7.0)20mL

EED 105M0
vV
TEb=bIIVE
C18% 7 A
et TR BB
v T b=k A2mLEH
mv_v?& KRS LU A, Sl
BERME 40CLLT
25% b - T b= b Y VIR mLIA AR
ENVl-Carb/Lg-NHZiI by
LRI AR
y B%hAEr-TER=RY JVEETR20mL

BIERAE s0CcolT

ImLELF
{7k b 1omLiBM, FEEERHE(ImLLLT)
T b SmLFELBANLBERG( LT BRR)

[— B o —onoitD
v
(B3 - 15 (LK - KH) (T3 - RFE) (TK i KE)
\ﬁ’( 2/ Al FAS Rl STD AmL | cal-STD 2mL
v v v
REEW = MY v 7 REHUELEESHE (max-STD)
e I
LC/MS/MS Hcal-STD:0.1 £ g/mL

1 BBk

BRREUVER

1 LC/MS/MS&#nt&kst
(1) LC&%kf:

LCIZ & 2 BEDO S HTIE—ZIZODSHE I 7 A% WT
fTohTwa[1]1[2]. 4B, # 7 AidXTerra MS C18
ZHV, BEFRICE, 1 AL 22T 5 72 5 mmol/L
Bl 7 VB = AWMU TZA SR ) —V— KBTI 5
TV ERF L., ZORE, £TOEEKT, B—
I TPIRBEIFRMRMZ v~ k75 ABME LT,

2) MS/MS&kfH:
DRI GBI DA A LI, =L 7 huRTL—
ESD ICLBAXHT A TE—RERIE, ROT 4 TE—
RTITW, B ONEMRMZ v~ s 75 A2V TER
1ToT-.

F LITRTMS/MSOK/NT A —F OEdEfblE, x4
T4 7E— NIZOWTIEHIFT%, KT 4 7E— FlZ2n
TIFPRP% FiV TFIA (Flow Injection Analysis) 12> T
1To7z.

& 2 TR T OO BIEDEREEMITOVTIE, A~
Ta—=VarRy7ERNTT L I—%— Q1) A4
A ¥ X UETY, BIENRS M+AHIT R OIM—H] %
ZQIM AV ELT, RREENRELNIL v Z 7 b

Q) A A v EEEHAE=F—AF (m/QIA A~
Q31 AYV) LLiz. Fi, 2F/FBBITHRVERENE SN
QA v EEMEAE=—A(F & L. 22, M+
H]+ T3 & E 28 B WLCFIX [M+18]+ %, MBM-A3K O
MBM-A4iZ [M+231+ Q1A A v & Lz,

EREOEEHE=Y —A 4 v EHNWICRERIT,
TDM1, 2 (m/z299—130) 730. 02pg/mL~0. 150 ug/mL D
T, Mo A0, 01 pg/mL~0. 15ug/mL D i
T, WFhbr=0.9992M L Th - 7z,

(3) fREFERE

K2R TLERBY, FTORFRME 1 &L &0,

B RO FARHRFRFREH 2 (R EHEIE & L 72,

2 FRENRME
(1) Cl18H T iz X B ifsHlE

B OREERAITICRBNT, BilEEREL, Zic7
T h=hMY M/ ~FHFUHEREPHNGNTNS[1]
[2]. 4HE, ZoOBRELERIT S, mix-STD (0.1
pg/mL) OT & F=F YV )WVFRREZHHL, Z02mL%E,
HARDCISH 5 LB L 2%, 7ER=FY L 2mLT
RH LTz, RT3, 0%~106. 7% (h=3) DO#FAT
Holz.
(2) ENVI-Carb/LC-NH2W T A2 X 2 FEHd

mix-STD (0. 1pg/mL) ®25% hAxv -7 h=F)
R EREL, %0 4 mLEENVI-Carb/LC-NHz % 7 A
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BN LT2tk, 25% hvm v - 7' b= b U LR 20mL
T L7z, THP-MK& UPYT-S% R < 21 EIRIE, AHR
7387.9%~109. 0% (n=3) O THD7. THP-M,
57.4% (n=3) LVEHENREL, I HICPYT-SIZDWT
X, SEIOEHREETIE, W TERbolk.

3 BHEBRERVEZRAE

—RRIC BT ORE RIS T, ATE O RS
fEiX, S/N (¥ 7 F %t/ A4 Xokk) =3, EERE
i, S/IN=10L R0 BELEHEINTNDS[1]. SEIK
L e HTiE OB IR FUYE  OE R IRFUE 2k 7z,
(1) HRHBRSE

S/N<10& 72 % # B DOmix-STD 5 uLZLC/MS/MSITHE
AL, BohlcEEfAE=4—(FrDrun~<v 7T A
20, S/N=3 Lo R/NMGEIHE (pg) Zkdic. Kb
R HHIREE D B> - T2 3%, TKD1 (m/z328—254) T,
0.1pgTH Y, BbEEDFED) - = EIKIL, TDM2 (m/2299
—130) T31. 6pg TH o7z, FEFEOMRERIELZE 2 1T
LTz,
2) ERRSE

ARG 5 A30H R SEAEEDOYIET, RiLTHORK
BERIc—#EENREDLND ZE LY, B -2
BAFHRDITBNT, ZOREZ0.0lug/gs 35K MT
FENRRINTND,

Z D, S/INKIOL 72 5 B E Omax-STD 5 ulL %
LC/MS/MSIZEAL, fBbNics v~ b 7T L1 0, E
BT =2 —A 42 TIH0. 01ug/gh’S/N=10 (EEFRR
&) LAk, BMEHAE=Z—A A28V TIE, S/N=3
(RHFRAME) LLEORIRE G ST D 25R3E L Tz,
EREMAT=4—A 4Tk, TDML, 2 (m/2299—130)
DEERFEIL0. 02ug/gTH o 723, ZDfhd BITIE
0.0lug/gDERMFRETH - T,
EMRET=2—A 4> TiL, TDML 2 (n/2299—98)
K OTPN-M  (m/z343—98) @ # Hi FR F4 i 1%0. 02 ng/g T
b o T2, FOMOEIEKTIT0. 01ug/gD R H B3 A EET
Hotz.

4 BEPPOINIYIRAEADA T E~NDEE

REHHRO~ N Y v 7 AT L0 A A ALHH E
it S, RHEENRET 2 Z ERmEIhTn
25[3104]. BRIODHECRNT, = 8D v 7 A5
WK EXD2EBLERIET DD, &% EEY Omax-STD

(0. Impg/mL) &, cal-STD (0. Ilmug/mL) EAH T4y
rUEfREE h=2) ZkERl .

TEEYWORE®RET, R3CFAT LB Umax-
STD/cal-STD® i 1% E 53100 = 10% D #iJH T & o 7z 238
%, 8f#¥E (OZL, ODT-M, PTB-Z, QZF-P, TBZ, TMX,
TPN-M, TDML,2) Th-o7z.

#£3 BEEWhO< N Y I AEDDOALF L AL~DFE (max-STD/cal-STD)

(%)
BEOE 4 R i < ‘
xk K B OVYHAE AULIYY FyRY y v Fr oy
isoxaflutole 104 101 101 108 92 97 73
lactofen 105 89 95 96 93 99 90
methoxyfenozide 91 96 101 102 85 99 63
milbemectin A3 51 63 93 63 86 96 91
milbemectin A4 86 69 84 86 79 90 83
naproanilide 91 98 101 99 93 99 73
oryzalin 105 102 100 101 97 100 105
oxycarboxin 106 88 97 104 89 98 85
oxydemeton-methyl 100 94 101 102 96 98 101
phenmedipham 94 75 107 103 100 93 78
propham 100 98 112 104 100 103 104
pyrazolynate 63 118 54 74 98 46 102
pyriftalid 63 90 109 102 102 95 92
pyrithiobac-sodium 104 107 104 101 110 107 104
quizalofop-p-tefuryl 105 93 110 102 100 104 98
simeconazole 99 101 102 101 84 106 102
thiabendazole 101 93 107 103 101 102 98
thiacloprid 79 93 101 88 100 95 102
thiamethoxam 102 100 102 107 96 101 102
thiophanate-methyl 99 99 104 106 93 102 104
tralkoxydim 1,2 63 87 105 92 96 98 90
tridemorph 1,2 98 90 93 97 102 95 93
triticonazole 111 104 102 100 103 101 103

BN, n= 2 OFBME, max-STD/cal STDOTHL & %R L7z,
- max-STD}% Utcal-STDIEE : 0. 1ug/mL
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N 9
* ol 11 12
13
1717
1 10 *v 15 16
* ’; l4- | ? 7 % *H \AY 1]
mix-STD | 2 1 —1 v i = -
*‘H 1 iy -
L = — ="
L I} il b -
1 10 1Y I
i = B
JHF ]
10 20 mi m/2QIA A QA
- l_’ * * ‘/m/1299*’l30
0

- e
— <
X ¥-m/7439—-91
/729470
r v_ﬁ < A DA
ﬂ 7 Sl S0 150"
- 2301136

yid m/2180—138
r=" *’ P Av e 4/7141/7.34%151
v A 200175

g /2535126

m/2268—175

10 20 min / m/z292-211
/2247169

B2 LC/MS/MS (MRM) Zu<hr7Z5 (RVF4T7EF—F)

mix-STD : 0. 02ug/mL

B (E=4—A4) 1 ; oxydemeton-methy (m/z247—169), 2 ; thiamethoxam (m/z292—211), 3 ; Oxycarboxin (m/z268—175), 4 ;

thiacloprid (m/z253—126), 5 ;thiabendazole (m/z202—175), 6 ;thiophanate-methyl (m/z343—151), 7 ;propham (m/z180—138), 8 ;phenmedipham
(m/z301—136), 9 ; pyriftalid (m/z319—139), 10 ; triticonazole (m/z318—70), 11 ; simeconazole (m/z294—70) , 12 ; pyrazolynate (m/z439—

91), 13 ; quizalofop-p-tefuryl (m/z429—299), 14 ; lactofen (m/z479—344), 15 ; milbemectin A3 (m/z551—240), 16 ; milbemectin A4 (m/z565

—240), 17 ; tridemorph 1, 2 (m/z299—130)

BL: Y A Z#kt

LC/MS/MSH #rdeft « K 1ITR LT,

23
v
mix-STD ? M ﬂ»
i 1 ”xn& ﬂ

-3
k

i
G
ie
10 20 min
BL *
-1 . . m/2Q1A A Q3 A
L 4 P 290143
1 v (e
J W w6149
R w2s—ase
, m/7358—79
10 20 min /2325155

B3 LC/MS/MS (MRM) Zu< /S5 (RHF4T7E—F)

mix-STD : 0. 02ug/mL

BIY (£ =4 —A A ) : 18 ; pyrithiobac-sodium (m/z325—155) 19 ; isoxaflutole (m/z358—79), 20 ; tralkoxydiml, 2 (m/z328—254), 21 ;
methoxyfenozide (m/z367—149), 22 ; oryzalin (m/z345—78), 23 ; naproanilide (m/z290—143)

BL: 9 AZRE

LC/MSMSTHT M + & LITR LT,

F OO EIE, WD O EEY Tmax-STD/ cal- PFL7%%63%, TCP%A379%, TKDI, 22363% & O"\TCZ23111%
STD D HIFE L A3100 £ 10% D &EIFH 2> S X3 Tz, Tholz.
YK TIEMBM-A32351%, MBM-A47%386%, PZN%%63%, KT TIELCFA389%, MBM-A37%%63%, MBM-A47%369%,
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F4 RINEIGAERAE R

[5] X xR (%)
(CV%)
Bo® 4 R e i # : :
% * 7N =2 ¥ HAE FULVIY R P4 D A Z FLroY
. 98.3 98.9 75.2 82.3 86.2 9%.5 75.8
(2.1) (5.2) (3.6) (2.3) (2.6) (2.3) (2.5)
9.6 89.7 84.2 88.6 83.4 92.0 95. 4
lactofen (1.0) (3.2) 2.7) (0.9) (1.3) 4.7 (4.0)
_ 89. 0 92.5 9.5 9. 2 83.7 9%.8 64.7
methoxyfenozide (1.4) (1.0) (3.1) (2.5) (5.4) (2.6) (2.8)
_ _ 2.4 41.0 7.4 52.6 78.4 79.0 62.1
milbemectin A3 (7.0) (1.4) (6.0) (4.0) (6.6) (9.9) (5.0)
T 73.3 54.8 74.1 78.0 73.9 65.0 74.2
(5.1) (7.1) 3.1) (6.4) (8.9) (5.8) (10.6)
N 92.8 9. 1 95.9 92.2 91.4 9. 4 75.0
naproanilide (1.1) (2.6) (1.2) 2.7) (1.8) (0.5) (1.3)
, 9.1 93.0 92.9 92.6 94.1 9.9 9.3
oryzalin 0.5) (1. 4) (1. 4) (1.1) (1. 4) (2.8) (1.2)
_ 84.8 86.6 61.3 82.5 7.5 75.3 65.0
oxycarboxin (1.1) (1.0) 2.7 (0.8) (7.5) (3.9) 0.7)
64.5 65.7 63.9 66.5 63.0 79.2 66. 1
oxydemeton-methyl (1.0) (1.9) (1.5) (1.7) (0.6) (9.4) (0.4)
_ 91.5 89. 2 95.1 91.6 83.2 95. 4 94.6
phenmedipham (3.5) (0.4) (0.3) (0.4) (8.7) (5.4) (2.2)
94.5 7.7 80.9 88.3 85.6 84.2 94.9
propham 2.1) (1.9) (1.9) (2.9) (1.7) (5.3) (3.2)
65.3 72.1 34,2 52.2 63.9 220 59. 4
pyrazolynate (5.2) (2.6) (6.5) (7.0) 2.7 (9.0) (3.6)
o 89.9 9.6 9.3 91.9 87.9 9.8 76.2
pyriftalid (1.2) (4.6) (1.3) (0.3) (5.4) (1.5) (7.6)
pyrithiobac-sodium (-) (-) (-) (-) (-) (-) (-)
. 9. 4 92.6 83.3 88.9 70.6 97.6 97.2
quizalofop-p-tefuryl (1.5) (1.1) (3.4) (2.5) (1.9) (3.6) (3.0)
I 92.5 94.5 94.3 91.1 8.2 91.7 97.7
(3.6) (2.9) (2.6) (1.8) (1.5) (1.4) (1.5)
inbendancle 78.4 85.6 92.6 89.9 93.6 84.7 9.5
(1.7) (1.4) (2.2) 2.1) (9.8) 2.1) (8.6)
rcloprid 91.5 90. 9 94.2 9. 0 85.2 98. 7 89.6
(1.5) (0.4) (1.3) .7 (3.2) (6.3) (2.6)
T 86. 6 85.7 9. 2 85. 2 80.7 9.9 86.7
0.7) (1.9) (0.6) (0.6) (0.6) 2.7 0.7)
hophantemeths! 9.5 20.3 28.8 4.6 39.9 30.6 16.6
(11.2) (15.5) (7.1) (2.5) (6.5) (3.0) (4.2)
velkosydin 12 86. 3 79.0 79.6 7.7 70.4 89.2 94.3
: (1.7) (0.8) 2.7) (2.0) (1.3) (2.4) (6.4)
videmonh 19 86. 0 70.8 90. 2 97.4 85.7 83.9 94.5
: (1.4) (1.6) 0.2) 9.1) (2.0) (3.6) (2.4)
T 9.6 91.1 92.2 88.7 83.7 9.8 9.5
(2.7) (2.9) (3.3) (1.2) (1.0) (3.8) (1.6)
n=3
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OCB#388%, PMD#4375%, PZN#3118% & O'TKD1, 24387%
Tholz.

¥ ¥ H A T TIIMBM-A47384%, PRP23112% }% U'PZN
M54% TH - 7z,

AU LYY 7T, MBM-A3%%63%, MBM-A47%386%,
PZN73T4% J% NTCPA388% Td - 7z

X ¥ XY TIEMFZA385%, MBM-A32%86%, MBM-A4
2579%, OCBH389% [ 'SMZ1384% T - 7.

Y o 2 TCIIPZNDM6% TH - 7z.

F L v Y TUEIFTA73%, MFZ2%63%, MBM-A47%
83%, NPAA73%, OCB7385% & O'PMD2378% T& - 7z.

UboZ int, BEHTO~ N v 7 ARDOAF
NE~DEENEZ LND. TORREEL I ITRLT.

5 AnEUREER

1) —ficEmP OREBEHEST TIX, EIERDIT0%~
120% T, ZERE (CV%) 220%L T THDHEIT,
I OEEELPZETHE LI TnA[2].

SRR GR23 I E0. Lug/gDBET, T EEYIZEIM
L72BR <, EUNERIT0%~120% L e o7z b DidFk 4
Ry, 158%FK (IFT, LCF, NPA, OZL, PMD,
PRP, PFL, QZF-P, SMZ, TBZ, TCP, TMX, TKD], 2,
TDML, 2% U'TCZ) Th -7z,

[ENERAB0% AT & 72 o 7o 23K, PTB-SKk O'TPN-M
ThHolz.

2B, PTB-SIZOWTIE, &<ENTERProT. Z
UL, ENVI-Carb/LC-NHz 7 T M HERGRBR DGR 6 b B
LIRS, ZOREKE, SRIOEHEE (25% kL
Ty -7 b=k VIVRIK) TiE, 1T AhLEHTE R
PolebDEEZ LN,

F 7z, TPN-MIZ DWW T % [AI#EIZ, ENVI-Carb/LC-NHzh
5 LDOEHENBE0% T Th o eizdic, [EIRMET
Lebn Bz b,

CVIEIE, W EEIZBWNTY, 20% 2B 220>
7. WMEIGRBROFE R 2K 4 1R LT,
QBEHOMRMZ v~ k7T A

SESHT LTz T EBEY T, SITicKEL 2 58iE e —

JEFBNR T, FOREFELLTY I 2R B L LT
BL} Ocal-STDOMRMZ v~ k75 A %X 2, 3I1Tm
L.

F & O

LC/MS/MSIZ & % 7 BEEY) T D23 B IE D [RIRs 73 ¥ 5 %
BEL 7.

T r=hU VRN TR ZEELL, 0.5mol/LY
VESREIR R OB A M EN L., o7 =Y
VIE%C185 7 A THiIEL, K\ TENVI-Carb/LC-NHz
T ATHHEL, LC/MS/MSTHHTL 7.

DU G I A0, 1ug/gDIRE T, FEEYICEIRML 2
REATIL, 15IERE T o EEY) TEINET0%~120%
Thole. £, CVIEIZIO%LLT & RIFRERBE LN
Teledd, RIEFISEEO BEBRELL L TERATHD &
Exbhb.

LAL R, fset st 2 H W\ 72 LC/MS/MSIT X
2 EED T OB BEEST T, REHko~w Y v
AR E D RHEEREIL L. Zo X9 kT
X, RVKEOEWAITEREHR D oI, HxEi
TR X D T I & AEEINE SO X R HE IR AR 1T X
DONTFER & A WERMGET 2N ERH DL LEZLND,

X [
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