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Simultaneous analysis of Pesticides in Water by LC/MS/MS
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1 [@EUSHIC ¥ : LC/MSH

FEXYIN, INT )T ATY, £ IVFHYTFF L,
IFNVFF ALY, AV IVIFBRA, 7Vv7IVF L,
PV 7 ORZAXFIVIEREA, KT 14 X5) V3R
HTHY, TFFIN, TVTIFL, RVYFLRAF)
Y, AVFEHFF Y, PVIUKRARATIN, TFNVFF
A BT, AV INVIIREALEWE OB OPE RO
BEROFEROYEORAEICHE T 2 58 (PRTRE) O4F
—FEfR L E I E SN TV B RETH 5,

NS O RBIIRELECEESIIHE & L CoiRiHE
RS, AE, HERHHEESZVIZOrhbS T E
DEBEEBIIANTH S, ZOLOBEEEOFET 1L
FUHBREEREREOR AN GWE E L CGRES R, [
IR OB P LS N2 LD, TNHDR
$% LC/MS/MS % Fl v CHBE TS % Tk % et L7z
DTHET %,

2 EBRFHE
2.1 #E
A% 7= LC/MS
7 = )V LC/MSH
ROk - ) A7 B Milli-Q Gradaient 12 & 1) Ji#
FHI%— b v ¥ ¢ Oasis HLB Plus  Waters £ 5

Imol/L il : B bR &t R

2.2 LC/MS DRI FMH
LC/MS D #E S 2 KISR0
(LC &)
717 L Atlantis T3 3 um 2.1mm¢ X 150mm L
(Waters f152)
BEM D A 035%Ffk, B: XAy /) —)
A:B=91:5
A:195—-5 B:5—>9%

0~ 2min
2~ 7min
linear gradient
7~ 20min A:B=519
20~20. 1lmin A :5—95 B :95—5
linear gradient
20.1~30min A :B=95:.5
Jite  0.2mL/min
717 LimE D 40T
AR 10 uL
(MS 4:1F)
fHFIHAE © Micromass Quattro micro API
Fy Y7 —®EIE  05kV
YV — A 1 100C
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FYNAR— g ViR 500T

a— YA AjiE - 50L/hr
FYINANR— 3 Vi o 600L/hr

A% bk, E=5—A %y, a—VEBERFaYY
a VEIE D RKISH

2.3 Mk

M LRI O W TG L7z, 2ol ko
EBHTHAb,

HKEFAA100mL % Imol/LA4EE T pH2 IZFHEEL, 7t
F=FUV10mL, HEK20mMLTI VT4 a=rrL
72BA % — b Y » ¥ (Oasis HLB Plus) 12 10mL/min. Cill
KT 2%, @AM THDOEMY — M) v P % RHK10mL
THEE L 728, W4T T22450% 10mL @5 L CREM o
Ky #abEET 5, 7 M= MY V5mL 2 HWTHEHRL,
BIIE 30 CULT CREF A B WK &A1 CTilkhia L 722,
50%7 % b= M) TEmLIZEAEL, EHEE Lz,

3 BRRUEZE
3.1 BEMEOKRE

BWE OFEHER (F 9 IV 20ng/mL, 7 NVT )Y
Au ¥ 20ng/mL, 7)V7 Y+ Alng/mL, R¥YT4 X%
) ¥5ng/mL, 4 YV FH%F % »5ng/mL, MV7OkA
AF )V 20ng/mL, TFI)VFF X k¥ 100ng/mL, 2V 3
JV5ng/mL) % ¥R/ T b=bMUN, FW/ A5 /) —),
BT v E=w /T b= MU, BEEET Y E=T 4/
X5 )= VDOETNENOBREMTHMEL L EDE—Y
MR AZRK2ITRT. EWHED XY/ — V2 BEHL
L72E9 D572 P = PY VK DIEENRL, 7V 7=/
AR YRTNT T  LIEHERT V=T AOFM &
D, RUFARAZ) Y, ZFVFFRXFURAY IV
FRROWHINZ & Y EEEDS A L 720

FEBEORATIE, BEHAKOECHPIRIEITHET S
TTREMSED D 5 72, FEHUK F 721&0)117K 100mL % [FEAH A
— M1 v ¥ (Oasis HLB Plus) {2 10mL/min. T#izK, 7+t

K1 SMEORESRMS
s E=S—AF 2 (m/2) a—VBE QYT EE
AF AL :
ILh—4-  Tngok A (eV)
Oxamyl ESI Positive 237.27 71.8 10 20
Flufenoxuron ESI Positive 488.9 157.8 30 20
Fluazinam ESI Negative 462.91 185.8 30 20
Pendimethalin ESI Positive 282.09 212.0 15 10
Isoxathion ESI Positive 314.08 104.9 25 16
Tolclofos-methyl ESI Positive 301.09 174.9 30 26
Ethylthiometon ESI Positive 278.5 88.9 10 10
Methomyl ESI Positive 163.19 87.9 15 10

| s |—f o —lmmms|—>{ mu ] ®8 | LovsmssrM

100mL pH 2 Oasis HLB Plus TEF=M)IL5mL 5mL
K1 HtFE70—Fv—h
=2 EMEOE—-I7EREICS 2 2 BEMBMERDEE
e B FETEN=N FWIAE -n EEERTVESUATENSNL  EEEET RSN A
Oxamyl 4.1E+03 (91 ) 4.5E+03 (100 ) 1.9E+03 ( 42 ) 2.4E+03 (53 )
Flufenoxuron 1.2E+02 (2 ) 5.5E+03 (100 ) 5.2E+03 (95 ) 2.9E+04 (521 )
Fluazinam 1.3E+03 (60 ) 22E+03 ( 100 ) 3.2E+03 ( 149 ) 3.6E+03 (164 )
Pendimethalin 2.6E+01 o0 ) 6.9E+03 ( 100 ) 9.3E+01 (1 ) 8.0E+02 (12 )
Isoxathion 1.6E+02 (3 ) 6.1E+03 ( 100 ) 2.7E+03 ( 44 ) 3.3E+03 ( 54 )
Tolclofos-methyl 22E+01 (1 ) 3.5E+03 ( 100 ) 21E+02 ( 6 ) 13E+03 ( 37 )
Ethylthiometon 2.0E+01 (1 ) 3.8E+03 ( 100 ) 8.8E+01 ( 2 ) 3.1E+02 ( 8 )
Methomyl 3.7E+03 ( 88 ) 4.2E+03 ( 100 ) 7.0E+02 (17 ) 1.1E+03 (27 )

%O IEBERIZE B/ M/ - VERWEEF100E LB EEEZRLTLNS
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M=tV v5mL & HWTHEN L 0.2mL ¥ Ti#i L 50 %
T k=Y IVTImLIZESR L7z & B o
WERMLIZZbDL, 50%7 1 = bV IVIERICEWE
DO ZRML 72 b O IR L7/ R 2 K 3ITRT,
BB TR Z 7z & E3)IK % 6 L 72 hiiic
THER A TN L 72D DL 50% T & b= b OV ISR
WERML72b 0 (GHET) 2L 2r2HE) < b
oy 7 ARREEZIT T v, BEMICEERT v €=
AR EEIZETINVT VS AUANI0% T =
MUV 2 RN L 72 & AT IR R
W ZRIML 723 0134 F et s h, f2~514%
DEAEZ R LB K 237l 2 15 S 7ze F 2R BIS I,
45 — + 1) v ¥ (Oasis HLB Plus) (2R 87K 0 & % 5@ 7K
L7206 Gt DB s, w)IKRh o 3RHEwIZ X
LRBOMIZEM~ M) v 2 AL BB LH L LED
n7z.

VEDOZERBEENRLLY M) v 7 ZARROZITIC
SWEEE/ A5 J — )V EBEIHE L7,

3.2 HHERHOKRE
3.21 EHEP— Y v T OKE

10 A AH o [EAH 2 H TN EER % 47 5 72,

FEHLK 100mL 2 &Y OFEHER (F F 4 IV 20ng, 7
V7 /)7 Aar20ng, 7IVT7VFAlng, NYT AR
%1 »5ng, 4V FH%FF 5ng, MV ITTOKRARXFI
20ng, TFIVFF X b+ 100ng, * I ) 5ng) ZiRiL
MK, 7 b= MY SmLTHELZ (KD, Kisho
BV EY IR AY IVIECS, C18, tCI8D L) Y
1) 7 FZOEMA ORI L, PS-2°HLBO X9 %
AR 2 = RO EAF OB E - 720 T OMOYE
(2T b FLERIY B IR 2 7R L 72 8Kk, Bl gk
Z BF o KB E AR ) ~ — @ Oasis HLB Plus % [ #]
ELTHRM L7,

3.2.2 @KEFD pH DH&ES

7K 100mL & W H OFEHERE (F 4 IV 20ng, 7
V7 /)7 Aar20ng, 7IV7VF2Alng, NUT AR
%1 »b5ng, 4V FH%FF+ b5ng, PV 7 UORAXF)N

R3 BSWMEOY L) Y I IFRICEZ BBEMBHER O E

BEIHE

W% XER/T Y=V X R AR )=V FERLTVE=y L/ TER=NV  FEBRTVE=T L/ RS )=

GH1 &#1I SH1 LIl L &#I &1 &#1I
Oxamyl 83 75 93 86 392 537 157 391
Flufenoxuron 139 134 118 119 173 199 264 208
Fluazinam 105 99 97 75 104 102 110 105
Pendimethalin 122 129 94 94 136 138 310 194
Isoxathion 92 78 107 100 186 274 501 497
Tolclofos-methyl 82 91 100 93 200 279 549 513
Ethylthiometon 79 108 102 90 122 140 452 365
Methomyl 89 81 98 100 504 515 256 481

MEH T (WEKI00mLE ImMLETREMBLI M RITZERERML-LEOEIEEAZEZOEHEIE) * 100
XEHT GAIZK100mLE ImLETIRMLIZ B RITIRERERIML-EEDOEEE /1ZERDEFEE) * 100
F*4 FREEHES— MUY IICLZBEKOBEYNE (%)

C8 C18 tC18 HLB PS-2  MAX  WAX  AC-2 CSP-800  Rdx

Oxamyl 6 90 55 107 125 109 109 70 115 118
Flufenoxuron 56 67 77 89 65 70 73 0 62 77
Fluazinam 87 77 89 86 82 0 0 0 72 68
Pendimethalin 75 78 81 76 78 79 73 0 54 37
Isoxathion 82 90 91 92 93 97 83 0 77 65
Tolclofos-methyl 89 85 96 88 88 90 84 0 76 54
Ethylthiometon 87 85 96 73 52 82 84 0 6 59
Methomyl 3 52 28 99 97 98 99 0 94 96
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20ng, TFINVFF A > 100ng, AV I)V5ng) ZRML
pHZMBELCHEAL, 7 M= MY V5mL THEH L
(#5)e AFHINMEpHIOLLET, 7V 7=/ 27 A0
IXpH6 M2 5 & IPEEIMET L7225, 13EALOYWE
RV TRV IR S22 LS, pH2 & K
DOpH & L7,

3.2.3 HEELERRBREDKRE

R UK £ 720301k %2 [EAH A — b ) » 2 (Oasis HLB
Plus) I2 10mL/min. Ci#iZk, 7€ F=hV b 5mL 2w
THEHL50% 71 b= M) VCESE LMz, #F

i 100mL ficf& iR SmL, #UBHE 100mL s #i &= 1mL,
SRR 300mL A 1mL THE S A 72l H i A e
ZRML725DE50%7 & b= M) OVIEHICEEHER 2 7
MUz 0% K L72#EREERK6IIRT, FFF I,
AVFFF A, AV INERHERZHEPLTHT MY
v 7 ADFEBIRONZVY, RUYF4 A5, b
JUARAAFI, TFIVFF A b IdEkE 30085 T
WM A A LERRO LN, TVT IV FAEv MY
VI ADEBEERLZIIRTVWETH o720 B —
P Y ILOEINERLY M) v I AORELEE LT
Rk, BUEHE 100mL, R SmL & 3§52 & & L7,

=5 BKEDOpH P ENE(K) IS5 2 2HE
pH2 pH3 pH4 pHS pH6 pH7 pH8 pH9 pH10 pHI11
Oxamyl 104 102 99 103 103 104 109 111 57 0
Flufenoxuron 80 79 85 79 34 16 17 24 20 13
Fluazinam 85 79 81 40 80 83 86 86 96 94
Pendimethalin 82 72 75 68 71 74 83 81 78 79
Isoxathion 99 90 94 90 94 87 95 94 100 98
Tolclofos-methyl 100 90 89 90 94 90 92 89 93 92
Ethylthiometon 85 73 86 59 58 60 70 79 83 82
Methomyl 104 101 108 103 102 103 106 103 106 102
#x6 HHEENPEAZYN) Y IIRICHT IHE
FERK ATIK
HHE/REREE
WMEL 100mL/5SmL  100mL/ImL 300mL/ImL 100mL/SmL  100mL/ImL 300mL/ImL
Oxamyl 98 113 111 98 110 98
Flufenoxuron 103 128 116 103 121 124
Fluazinam 98 101 93 101 83 60
Pendimethalin 92 96 97 96 92 80
Isoxathion 102 116 115 103 109 98
Tolclofos-methyl 95 104 109 102 94 82
Ethylthiometon 91 105 101 98 94 82
Methomyl 101 100 105 104 105 102
X (FBEUKFELITANKEREL - RIIEESEZRMLU-LEOEREIEZERDOEREE) * 100
FR7  AMEUHEGESR
=g HEE HmE EES EENFRH
HE4 MEA (mL) (ng) ®) )
Oxamyl 100 20 105 2.2
Flufenoxuron 100 20 71 9.7
Fluazinam 100 1 80 4.2
Pendimethalin 100 5 74 4.5
Ak
Isoxathion 100 5 102 32
Tolclofos-methyl 100 20 08 2.8
Ethylthiometon 100 100 63 2.9
Methomyl 100 5 95 1.9
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3.3 ANINENREERFER

AN IEDRERBRAG R &2 K T IR L7z, IR
1363%~105%& %) ZFI)VFF+ X F Dl
AT 63 % & R R AL o T Mo W H 1%
70 %L\ E o Z/R L7z,

3.4 PEEHRI) - THBRER
BREKHIZBIT 5 pHOZALRIC X 55
itk et s 2720, SR Z ) —= v 7
RERZ ATV, TOMRREZRSITIRL, £ F
FIWIIEREETTHRICEEIISML, 7
VT DI LRI TR LR I & R
L7722 &5, B ORI IBYES M CIRAT
THLILENLETH S,

3.5 REMHHRER

BRESK P OPRAF L 8 M % MEGT 3 5 72 O TR AT
PR AT - 720

WK 100mL A B ORBEHER 2 7 LI
B LD DZ100%E LT, HBINLT
7 HHE W ORI RIS L7z & & DFRAF
e, RIMERICHLI %2 1T > 72 iR % 7
H B TS ORAE LT L7z & & OFRAr %
TR AVEFFF Y, PVraFR
AFN, AV INMETHEDIFIZ100% D5
R 22 ) BREKP T L R L2 v & e
ENTH, FVvT ) 7Ry, TNVT IS
L, TFVFF AN VIEpHEZFEL 2T
X7 HBIZIZ20%~30%F CHlR L7z —
Ji, BESMHTTI, R70~80% F THRAE
LTWabIERnD, GHBT7TAINE VHBEOTR
NS K B 53 B 1k % i 3 % Bk 2550
b7z,

4 F£ED

xR SRRV =2 THEBRER

MHRE 7HEDEFER
MES pH (woll) . _
ne/ BT (%) B (%)
5 2 65 59
Oxamyl 7 2 67 63
9 2 0 0
5 2 100 91
Flufenoxuron 7 2 105 96
9 2 109 95
5 0.1 95 92
Fluazinam 7 0.1 92 89
9 0.1 58 47
5 0.5 95 96
Pendimethalin 7 0.5 97 92
9 0.5 97 99
5 0.5 84 79
Isoxathion 7 0.5 84 79
9 0.5 79 81
5 2 95 92
Tolclofos-methyl 7 2 98 91
9 2 95 95
5 10 82 84
Ethylthiometon 7 10 76 88
9 10 75 87
5 0.5 96 97
Methomyl 7 0.5 96 95
9 0.5 87 86
K9 REFEHERBRER
EEE®)
s
W% HH WMRE e hg
(ng/mL)
pHEREAZL Bt
] St 02 81 93
Oxamyl FAIK .
Y ’ e Tk 4 100
. = 0.2 42 68
Flufenoxuron ALK R
’ GG T 4 100
. . = 0.01 29 79
Fluazinam K A
' $RHH 0.2 96
i . . s 0.05 85 103
Pendimethalin K A
’ R 1 97
. . ] 0.05 99 102
Isoxathion ALK .
AR H R 1 102
. sk 0.2 109 100
Tolclofos-methyl K N
v e ek 4 116
. . R 1 28 73
Ethylthiometon ALK .
Y ’ ABH 20 91
. R 0.05 99 95
Methomyl ATk .
Y ' s | 100

3) WSWE X pH2 CiHliAKT A2 &2 X ) Id E Y

8 IO LW FMEHHTE MR L, ROMRER.

1) WEWEIE7 VT ¥ 2 PAMIESI Positive E— F

2L B4+ 1k, 7T V) AL ESI Negative E—
FTA F L&, SRM(MS/MS) 312 & % & & EE

WEHRETH - 720

v 7 AR MZTHET S ENTE .

PO,

4) BfER 2 ) —= v s

%%‘(“&) D 7:0

HERIZBWT, ¥ IR
pHI® & & ITIFZ AR L, BT Tk

5) AMMENNEE 70 %D EOEIEEZ R LI2AS, =F )L

2) BEHICEYEE/ A5 ) —VEHWLEZEIZE)< Y

FF AL UIZ63% L RRBETH - 720
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