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e Original Method(2003)

Fast and Easy Multiresidue Method Employing Acetonitrile
Extraction/Partitioning and “Dispersibe Solid-Phase Extraction” for the
Determination of Pesticide Residues in Produce

Michelangelo.A., et al. JJAOAC Int. 86, No.2, 412-431

e European EN 15662 Method(2008)

Foods of Plant Origin—Determination of Pesticide Residues Using GC-MS
and/or LC-MS/MS Following Acetonitrile Extraction/Partitioning and Clean up
by Dispersive SPE(QUEChERS-method)

 AOAC Official Method(2007)

Pesticide Residues in Foods by Acetonitril Extraction and Partitioning with
Magnesium Sulfate
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£2HP : QUEChERS
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QuEChERS stands for

Ouick Casy Cleap Cffective Fugged Safe

and is the acronym for a highly beneficial analytical approach that vastly
simplifies the analysis of multiple pesticide residues in fruit, vegetables, cereals and processed products thereof.

The QuEChERS procedure entails a2 number of simple analytical steps and is thus fast and easy to perform and
little susceptible to errors. QuEChERS provides high recoveries for a very broad scope of pesticides belonging to
various chemical classes and the final extract, being solved in acetonitrile, gives full flexibility in the choice of the

determinative analysis technique. Direct connection with liquid- and gas-chromatography is possible.
In brief the procedure entails the following steps:

Weigh 10 g of sample

add 10 mL acetonitrile and internal standard
agitate intensively
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REERE(:) | 20:02 RisEE 1982 GCOXFEMNRVF>>a>F1 A
EBAAY 314 EEAAY | 286, 314 T )RisfaiFDIa R
A A 286, 197, 316 | miqA> | 197 5I1D5§h(:4§5;595ﬁ
AEBR(e) | 0022 LogPOW - 7Ki&fEE
LCOXRENRVUFT>Sa> AL A
thit it El$8C18% AL\ /=ri LI DI
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C18-30 &EMAIRIC KX D EUYNIR

(D FEMKE () BHAKIIE Fer-bL/k (B)FhkE (P AEBRHE 7L/ ok
02mL 03mL 05mL  I1mL  ImL No. 02mL 02mL 03ml 05mL ImL | 1mL

100%  80% 75% 66% 50% 33% 100%  80% 75%]  66%  50% | 33%

Etoxazole 151 Flutolanil | 38.1

Etrimfos 152 Flutriafol

Fenamidone 153 Fluvalinate—1

Fenamiphos . 154 Fluvalinate—2

Fenarimol 155 Formothion

Fenbuconazole 156 Fosthiazate—1

Fenchlorphos . 157 Fosthiazate—2

Fenitrothion . 158 Halfenprox

Fenobucarb 159 Hexaconazole

Fenothiocarb . 160 Hexazinone 33.4

Fenoxanil 161 Imazamethabenz methyl 42.1

Fenpropathrin 162 Imibenconazole

Fenpropemorph 163 Imibenconazole—des—be

Fensulfothion 164 Iprobenfos

Fenthion 165 Iprodione

Fenvalerate—1 166 Isazophos

Fenvalerate—2 167 Isofenphos

FIPRONIL 168 Isofenphos P=0

Flamprop—methyl 169 Isoprocarbe

Fluacrypyrim 170 Isoprothiolane

Flucythrinate—1 171 Isoxathion

Flucythrinate—2 172 Isoxathion—ox

Fludioxonil 5 d R . } 173 Kresoxim—methyl

Flufenpyl—ethyl : =

Flumiclorac—pentyl .

Flumioxazin o Mecarbam

Fluguinaconazole 177 Mefenacet

Fluridone 178 Mefenpyr—diethyl

Flusilazole 179 Mepronil

Fluthiacet—methyl 180 Metalaxyl
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PLS3{R$5 &iFIRLEIC KD EYRSR

|
(L)FKE () BEHE FERoML/K (E)iFmAE  (F) BEHEE PRF=ML/K

No. [A=gviE 1 mL 2 mL 4 mL 10mL  20mL  LogPow No. [ a=x7E: 1 mL 2 mL 4 mL 10mL  20mL  fJLogPow
48% 35% 22% 11% 6% 48% 35% 22% 11% 6%

121 Etoxazole 35.7 68.9 151 Flutolanil
122 Etrimfos 36.7 152 Flutriafol
123 Fenamidone 37.1 153 Fluvalinate—1

154 Fluvalinate—2
155 Formothion
156 Fosthiazate—1
157 Fosthiazate-2
158 Halfenprox
159 Hexaconazole
160 Hexazinone
161 Imazamethabenz methyl
162 Imibenconazole
163 Imibenconazole—des—benzyl
164 Iprobenfos
165 Iprodione
5 166 Isazophos
5 167 Isofenphos

168 Isofenphos P=0
169 Isoprocarbe
170 Isoprothiolane

47 171 Isoxathion

47 172 lsoxathion—ox
173 Kresoxim—methyl

124 Fenamiphos
125 Fenarimol

126 Fenbuconazole
127 Fenchlorphos
128 Fenitrothion
129 Fenobucarb
130 Fenothiocarb
131 Fenoxanil

132 Fenpropathrin
133 Fenpropemorph
134 Fensulfothion
135 Fenthion

136 Fenvalerate—1
137 Fenvalerate-2
138 FIPRONIL

139 Flamprop—methyl
140 Fluacrypyrim
141 Flucythrinate—1
142 Flucythrinate-2
143 Fludioxonil

144 Flufenpyl—ethyl 174 | enacil
145 Flumiclorac—pentyl 175 Malathion
146 Flumioxazin 8

177 Mefenacet

178 Mefenpyr—diethyl
179 Mepronil

180 Metalaxyl

147 Fluguinaconazole
148 Fluridone
149 Flusilazole
150 Fluthiacet—-methyl

AiSTI SCIENCE
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SSSSSSSSSSSS PSATER & 1%

aQrebk>/AFY> (50/50)
1 AR &40 BNl

50/50 15/85
reh>

[E146

Qrebk>/AFY> (15/85)
i E4E

S EH gOOD-}:I

CHNEHD*HOHNEHDHDHD-!
® ®
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PSALANBIRICKDHBRIR

]

——

[100]__ PSA'30mg @ }(}bsa:\ Ej’%
YEM-AYY (1/1) ”

WM o

e
|
|
1
1
1
1
1
I

Nol  [0]—pesibetind

(3/7) @ VUJ—)VEs
No2 | | MWW No2 .
: (1/4)
No3 WMW Mo PSA

kmjtmm (15/85) N-ZOEILNIFLOSTPE>
| —RiEEER : @i - B AT

P Standard )
P >TibDHERZE TIFS EPSAICKSD

. IERSEEDIRE BRI E < 12D
RT. (minisec) 3. phhy-A 4y (15/85)H\ERiE

E3. (FS5SNAEZBUVEPSAICI AE i BHIBIEEM -
[CKBSCANBM—ZILAA>0OX NS LALEE

Nod

o
I
|
B
o

FF
i

MNob —+5 4
RT-->» 10:00

.| A . LTl S A du el WA Lo 1, ] L T, Aag o
15:00 20:00 2500 3000 3500




llllllllllll

Bnvhraal TIC VER : FEEHER)
(1001

D INILEF B

I VI AMA VB

| warom \

3YANAVEE |

PSAEI R C K DFRERINR

@A L4k

/

ATT) B

/

PSA#E
*iﬁ%ﬁi&’aoﬁg

' \
m]LLJ_#JM\L uUU

PEG PEG

l L

PﬁEG

WMM

L

IL Mol

PSA-30mg
PEb-n#95(15/85)

/00 I O VR W

PEG PEG

A=K
A PEG
N ] Mo d

T T f
RT-—> 10:00 15:00 20:00

T T
25:00 30:00

3. £RERL=SCANF—ZILA A oaT kTS L

I LB (PSARREIHNR) _

3500 (min:sec

@ EHBEIRDRA> b

7 ° -
-
43
o ® NILEF U
PN
‘ \ 6:00
o]
R
" | 1
\ ]
\ OH /
~ 7’
-~ -
8 129
97
‘ ‘ ‘ ‘ s ‘ 157 17
! ‘u il | ||. |||. 11 S A
50 100 150 201
{E &% Oleic Acid

-

50 100 150 50

PSA  -Si-CH,CH,CHCNHCH,CH2NH,
NTOELIFLUSFEY
—RBEEA - 1B - B4 X

> BEHEPSAIZHFL LB ET LI -AXYY
(15/85) DA EHHEIZK Y IEMER
Eﬁ%?%f:o
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PSA L FHIBIRIC KD EYRER

BHEE  TEFAFYURE T (FehvEEE) BHEE TEhAdyonE Flevas®)
L&h4 (50/50) (30/70) (20/80) (15/85) (10/90) (5/95) (0/100) &S t&H4 (50/50) (30/70) (20/8p) (15/85) (10/90) (5§95) (0/100)
50%  30% | 20%  15%  10% 5% 0% 50%  30% 209  15% | 10% = &% 0%

Etofenprox 151 Fluthiacet-methyl

Etoxazole 592 152 Flutolanil N 15
Etrimfos 153  Flutriafol

Fenamidone 154 Fluvalinate—1

Fenamiphos 155 Fluvalinate—2
Fenarimol 156 Formothion

Fenbuconazole 157 Fosthiazate—1 l
Fenchlorphos 158 Fosthiazate-2 9.4

Fenitrothion d 159 Halfenprox

Fenobucarb 160 Hexaconazole

Fenothiocarb d 161 Hexazinone

Fenoxanil 162 Imazamethabenz methy 33.9 434 33 m-
Fenpropathrin 163 Imibenconazole m
Fenpropemorph / 164 Imibenconazole—des—bg

Fensulfothion : 165 Iprobenfos

Fenthion 166 Iprodione

Fenvalerate—1 167 Isazophos

Fenvalerate—-2 168 Isofenphos

FIPRONIL . ' 169 Isofenphos P=0

Flamprop—methyl 170 Isoprocarbe

Fluacrypyrim 171 Isoprothiolane

Flucythrinate—1 172 Isoxathion

Flucythrinate—2 173 Isoxathion—ox

Fludioxonil X 174 Kresoxim—methyl

Flufenpyl-ethyl 5 5 5 S|kt
Flumiclorac-penty|
Flumioxazin 177 Mecarbam

Fluguinaconazole 178 Mefenacet

Fluridone 179 Mefenpyr—diethyl

Flusilazole 180 Mepronil
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tttttttttt SIERL I

aQrebk>/AFY> (30/50)
1 AR &40 BNl
4 30/70 15/85
ST e S N
T o
g N
N Q PER>/AEHS (15/85)
\/ Mt ENE
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............ SIEEHHIC LD RIEHER

141401248 - 0 moﬂi‘é%ﬂaﬁem HITAY
SI-30mg+PSA-30mg Y L
PEry /Ny (15/85) w N IN>
PEG Al
w | || |
| 41401248 - 0 2 . .
HITA> A N ,?i‘;m [ o
\ SI-30mg+PSA-30mg
Feby /Ny (3/7) SI -Si-OH
SUBSI
WLJLJMW —XHE/ERA : 8%
] > BIHESIZZhIhEiBHaRrE - Y

O H00 00 10 00 %00 Wm0 wm om0 B 15/85) D{EASDHEICEKD
B3. HRZAVESIITHi A& BHIBEI PN -N (I §J 7/1 A EBETEE,
&K BSCAN M—HIAA>-/DOF M) S ALEB
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AISTI SCIENCE

A=gyE

Etofenprox
Etoxazole
Etrimfos
Fenamidone
Fenamiphos
Fenarimol
Fenbuconazole
Fenchlorphos
Fenitrothion
Fenobucarb
Fenothiocarb
Fenoxanil
Fenpropathrin
Fenpropemorph
Fensulfothion
Fenthion
Fenvalerate—1
Fenvalerate-2
FIPRONIL
Flamprop—methyl
Fluacrypyrim
Flucythrinate—1
Flucythrinate-2
Fludioxonil
Flufenpyl-ethyl
Flumiclorac—pentyl
Flumioxazin
Fluguinaconazole
Fluridone
Flusilazole

SI+PSA¢L B

BHEE T ATYULE

50%

30%

20%

15%

10%

INCAIVEYED)
(50/50) (30/70) (20/80) (15/85) (10/90) (5/95)

5%

(0/100)
0%

$

.
)

=

N L] Pl Y 1 1)1 85

BIHBE T ATTULE
(50/50) (30/70) (20/80) (15/85) (10/90)

50%
Fluthiacet—methyl
Flutolanil
Flutriafol
Fluvalinate—1
Fluvalinate-2
Formothion
Fosthiazate—1
Fosthiazate—2
Halfenprox
Hexaconazole
Hexazinone
Imazamethabenz methy  43.3
Imibenconazole
Imibenconazole—des—bé
Iprobenfos
Iprodione
Isazophos
Isofenphos
I[sofenphos P=0
Isoprocarbe
Isoprothiolane
Isoxathion
Isoxathion—ox
Kresoxim—methyl
Lenacil
Malathion
Mecarbam
Mefenacet
Mefenpyr—diethyl
Mepronil

AiSTI SCIENCE

30%

41.2

20%
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15%

10%

TTEEEE)

(5/95) (0/100)

5%

0%
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*********** GCSHR & PHEisiE

Fm JEm a ML /B8R (10/90)

B #iE  EiE
[El+H
GCs 10/90 0/100
BJL
+
)

aQ MLI> /B8R (0/100)
AMH B4




@ EHBEIRDRA> b

ssssssssssss

- ——

! 1
! |
! |
|
PSA-30mg i |
4l SR - I : v@[
(15/85) : h:ﬂ - H o
Nl [UJWWM : | (\) |
1 . o
GCS-20mg+PSA-30mg : !
MLI>-FERS-AFH> | |
(15/15/70) ! | GCS
mewu LA S 95T 7 A Mh—R>
! | —IREHEEA  FHEEE. BEE
GCS-20mg+PSA-30mg . ;
RMLI>-FE R -AFHY ! |
(10/15/75) ” | I ! ‘ ” I
|
Mo h::u.B
! |
|
GCS-20mg+PSA-30mg i I
FE R -AFHY . !
(15/85) | !
No.4 Nonduids Ly : N:o.-i
RT-—-» 10:00 15:00 20:00 2800 30:00 n0_ _RJ._ P
(min:sec)

s E3. AL >SEBUVEGCS+PSAITH A EBHIBIEPE N -N YD
[CLBSCAN M —ZIVAA>oOOX NS ALLE




AISTI SCIENCE

BHBAE  MI-THb AU ER

=g

Diclofop—methyl
Dicloran 53.4
Dicrotofos
Diethofencarb
Difenoconazole-1
Difenoconazole-2
Diflufenican
Dimepiperate
Dimethametryn
Dimethenamid
Dimethipin
Dimethoate
Dimethylvinphos-z
Dioxathion
Diphenamide
Disulfoton
Disulfoton sulfone
Edifenphos
Endosulfan
Endosulfan II
Endosulfan sulfate
EPN
Epoxiconazole
EPTC

Esprocarb
Ethalfluralin
Ethiofencarb
Ethion
Ethofumesate
Ethoprophos

GCS+PSA<&

(20/15/65) (15/15/70) (10/15/75) (0/15/85)
- _— r _—_— r —_—— ¥Fr _—
20% 15% 10% 0%

BHIBE MI-THb AU ER

(A=gvE

Etofenprox
Etoxazole
Etrimfos
Fenamidone
Fenamiphos
Fenarimol
Fenbuconazole
Fenchlorphos
Fenitrothion
Fenobucarb
Fenothiocarb
Fenoxanil
Fenpropathrin
Fenpropemorph
Fensulfothion
Fenthion
Fenvalerate—1
Fenvalerate—2
FIPRONIL
Flamprop—methyl
Fluacrypyrim
Flucythrinate—1
Flucythrinate—-2
Fludioxonil
Flufenpyl-ethyl
Flumiclorac—pentyl
Flumioxazin
Fluguinaconazole
Fluridone
Flusilazole

(20/15/65) (15/15/70) (10/15/75) (0/15/85)
- - r _—_— r —_—— ¥ _—
20% 15% 10% 0%

&5

151
152
153
154
155
156
157
158
159
160
161
162
163
164
165
166
167
168
169
170
1m
172
173
174
175
176
177
178
179
180

@ EHBEIRDRA> b

AR (C KBS EYRER

BHBE NI -TEb AU ER
(20/15/65) (15/15/70) (10/15/75) (0/15/85)

Fluthiacet—-methyl 534

Flutolanil

Flutriafol 494

Fluvalinate—1

Fluvalinate-2

Formothion

Fosthiazate-1

Fosthiazate-2

Halfenprox

Hexaconazole

Hexazinone

Imazamethabenz metk  39.6 41.1

Imibenconazole

Imibenconazole—des-}

Iprobenfos

Iprodione

Isazophos

Isofenphos

Isofenphos P=0

Isoprocarbe

Isoprothiolane

Isoxathion

Isoxathion—ox

Kresoxim—methyl

Lenacil

Malathion

Mecarbam

Mefenacet

Mefenpyr—diethyl

Mepronil
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RV ERE DL

HUKME (HR1%) BRKTE (HREE1E)

@C18, PLS3 (3PSA,SAX{EH

BRIDEC  pmsmmys A SR DC18#5H RS
2% . WRSmARRsE | MU \I -
- B3 20074 =
B | mmsen | SE | iGEmsaasd S
X =S®R7ILI-I -
o >O—)LE 5
g =
v
& | osm =
§ HITA> =
SE SIS R =

N

@GCSHFH
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............ 1 A > ZiBEFB

1 08 48 68 78 98 113 14
pKa w
R-COOH R-COOH  [g[z NH2 NH2
JEFERE  S0%AFBE  100%fEME S0%fRmE  JEfEME
R-COOH . §802( A > 3TiE D
pKa = 4.8 (pH4.8T50%f#a) E#NH2 (7=J2°0E)0)

Ka=9.8 H9.8T50%fiF
R-COOH > R-cOG + HY ~ Pra=9-8(p CRERE)
|

\/
®
-Si-CH2CH2CH2N H3 <__) 'Si-CH2CH2CH2N H2
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1A RZTMEB=E

SbE A A O XREA

PSA (B—#k. B=7 =)

pKa =10.1, 10.9

17 o%RER 1.4 meq/g -Si-CH,CH,CH,NHCH,CH,NH,

AL4 B MW: 2825

LA 8 13148 = 282.5mg

LA 1.431) Y= = 395.5mg (282.5mgx1.4)
PSA-30mg = 11.8mg (395.5mgx0.03g)
IMLTERLEEZEEORBERRE =1.2%

SERE : [RFEBRMEAAIFTv o)
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............ ® TEOMAIFEDTEN

ISHA NIU—-2DRiE
DURY— b, DRSS 2— bDRE

PREmMPNY S F A > DN
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® EOfMDE

_C TSR U— 53Tk

RO NI =2 (LAITMG) (FKAEREDEERE S LT MG
HFERICHLWSNDN., BEROEIEENADERIIZIEETNTULSD, O

MG EEEN DD . FuREDITENKD SN TS,

BALRTIGICEKD. MGeOaANTH1A MNMU—> O \N+,
(L FLMG)DORSEHECD ESNTULNDS, | |

MGIEERBEEEDRIZEETHRELHTHD. LMG
TEE=EFR(EIMG - LMGEBI(Z0.002ppm(= 2ppb)c‘:?-_‘f?|”1_CL\5

20058 [CHREEDTFFNSRE =N,
ZTD(ENEABIERN S HRE DR, O O
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® TOfDE

h s
‘‘‘‘‘‘‘‘‘‘‘‘ ' RIS EE D 0 —
BEb
SR (SIAETEE) 109 — ACNE ER 1mL(G#l1gtE=)
OT B - U EEBuffer S!nart—SPE C18-30mg ..,
(pH 3) 4mL Smart-SPE SCX-30mg }@ﬁ“
ACN 10mL 543/
3043/ o ACN  1mlL 1AR{R
MRIK SR E 4+ (15 13000rpm) C18-30mgZE D g
NaCl 1g
MgS04 4g A NH37K/ACN(1/9) 1mL
IR (FTIRED 199)
| ETE IMLOKTHEE)  xSEamR
EODEE(5S  3500rpm) ( ) KSR
I
SEE(309)) LC-MS/MSTHIE
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® TOfDE

............ *EE*“'()( >

= P, - ® Bt
‘ ‘ ACN(,ﬁ,ﬁ) NH.7k/ACN
*’Eﬂi!l
C18-30 e
2® . mmroms 5 v F—
T—7T ' '
SCX-30 =RiF
&9 - MG
. LMG
% “' BEEE i
¢ B (AT MG
‘, SRS . LMG
T
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LC-MS/MSHITESHF

HE LC: Prominence(SIMADZU)

MS/MS: AP13200 system(AB SCIEX)
AHHT L Atlantis ODS
% B A:0.1%FERK

B:7tr=R)JL

RIS B conc.(%)
5%(0-3min)—95%(3-10min)—95%(10-15min)—5%(15-20min)

valiilisd 20min

TRIE 0.2ml/min
TAE 10uL

A4 EE—F ESI Positive

AFIATL—BE 5500V

AF2)—RAnE  350°C

HEE—F MRM(Multiple Reaction Monitoring)
Q3 SCAN (m/z:60-500)
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® EOfMDE

""""""""" - FRMNEYEGERDFE R cneme n=s)

Fom i BTALIE %
Hfd100ppb  HMD  FWQ  HNQ  FM@ FHi® [EURE  RSD  FmERE
(%) (%) (%) (%) (%) (%) (%) (%)
MG 93.0 94.2 95.3 79.5 86.6 89.7 7.4 -
LMG 73.5 76.2 78.8 68.9 69.1 73.3 5.9 -
FoM Fi BTALIE %
HA#h 20pb  HMD  FHNQ  FMG FN@ FNG [EIRE  RSD FHNENRE
(%) (%) (%) (%) (%) (%) (%) (%)

MG 101.0 1135 1015 95.5 1020 1027 6.4 100.0
LMG 89.0 79.0 88.0 75.5 76.0 81.5 8.0 109.0
BEMLEE T BTALIE %
AEd2epb FHMD  FNQ  HMQ FHM@D FHm® EURE  RSD  HRMEYRE

(%) (%) (%) (%) (%) (%) (%) (%)
MG 1025  103.0 92.5 98.5 94.0 98.1 4.9 107.0
LMG 83.0 80.5 103.5 95.0 81.5 88.7 11.4 113.0
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® TOfDE

------------ HUIKY — b, JIIRSF— NS

GLY
HO
VRS — K~ (GLY) LIRS XZ—b (GLU) & o- P/\
FRSEEOEVERERE UTLS<FBETNTLS, \;o
HENS < —BFOCEAmMETTEHD.,
E4ESEE X DERIDITEMNEI SN TLD,
BEE DIHE LB LD, GLUO
o PR 1 A S AT S NOVER IR EFIEN B TH D, \_0O
O‘/j
_p NH,
(l:)_
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® EOfMDE

............ BILIETO— (IR : FED)

38 10g ($3%8 59 + & 10mL)
— X5 )=)h-7K (1/1) 30mL
KES 10min

=IDDEE 10min

|

Ligd &iE

|
A59)=)-K (1/1) TS50MLICES

= N
\_ @E’L‘ﬁﬁﬁ )

AiSTI SCIENCE




® EOfMDE

............ gEo0— (BRIIE : BEMb)

?E|Iitljﬁ§1mL
KimLERS
| SEL] ¢
5|3HS¢1mL

HLBi3-20
SCX-30 HLB¢SCXZHDHA T
PSA-50 PSA-50

iR AFJ)-)-K (1/1) 1mL
mihiBI3IE TS

B 1.4%NH37K(pH9) 1mL

1MLIEXARTPYD

LC-MS/MSTHIE
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® EOfMDE

“““““““ == fﬁ“ 4 — :“
BREAA=
7 AR
SR+ M (Npl;l_f;]() —— JZLS
HLB : S4B 58 49 HLB
JZLW | JZILW
PSA: E El]ﬁkﬁ PSA
N "4

Rt o
R¥5 e

r N
RC (Remove and Connecting) E— RZFFHIT B ET.
EHH="HS LADIRENEZ(CITAD.

= Y
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® EOfMDE

“““““““ LCAEREDY>YEI-T1>7)

— e
JO—JET L 80— RE5|ERVEIRRET,
2% D> EEZ0.05mL/minT 1 2@k 9 3.
(RBEFMED) LA MSERICE A LRUES)
XEEK (koL >) oERIKLD,
\_ - ” J

~

—= OD}zd’IE'C‘f’J A (FEXNRNFH I DL hEFR U,
FIT. B THRL TV DI NDFZE(ERSNIEHOT,
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® EOfMDE

*********** LCAREEEDYYEEI—FT1 )

GLY US> BE—F 4>

a0
360
a0
aza

TEST T

W
|

MW lw i M‘
ﬂ‘?‘\ M«w ‘M‘b hilkif ‘w ‘Lv»* A W% mww iy ' (e

.......

GLYDU D EEEMLCA TG

AARARRARERRRRRARRER AR RAR AR

=
<

%ﬁk

iy . hVJ .
"’WWJW*“M R o A e S NN
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LC-MS/MSHITESHF

iy HIALIE . ST-L300 (PARTAHAIUR)
HPLC : Prominence (E:23ER)
MS/MS : API3200 (AB Sciex)
PHrHIL : TSK gel SuperlC-AP  4.6x75mm (FRY—)
BEMR AR : 0.2%FESK o e
Bk - Bk N T5OTUNEH
iR 0.8ml/min =1
EAE : 100uL )
SHTEE : 20min 3 0 |
NoLEE - 40°C "
AA>2{EE—F : ESI Negative |
AFVRATLU—EE : -4500V 10
AFVRRE : 350°C "o . c o ow oo ow o
HIEE—F : MRM
IS5V NEE:
Time(min) 0 9 14 15 20
A(%) 5 50 50 5 5
B(%) 95 20 90 95 95
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® EOfMDE

............ y F%

n=3THIFE
)3 %k

AIEE| BIURE | RSD ||iRHNEE| EURE | RSD

(ppm) (%) (%) (ppm) (%) (%)

J1) =Y —k 0.2 87.1 7.1 0.1 76.5 8.1
gLk R—b 0.2 83.6 9.5 0.3 98.0 34

WAITAR [FINAE

AIEE| BIURE | RSD ||AMNEE| EURE | RSD

(ppm) (%) (%) (ppm) (%) (%)

J1) =Y —k 2 75.7 35 0.5 99.7 9.6
VRS R—b 0.05 119.1 9.6 0.2 98.8 10.6

M P RINRE XSO EEEICEN
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"""""""" NSFASDRICONT

Malathion : YSFA> (XSV) >

¥ CLOH1906PS2 (CH,0),PS CHCH,CO,CH,CH,
F= 330.3 |

et 156-157°C/0.7mmHg CO,CH,CH,
LogPow 2.75

20136 K ICARERTN SEHEE CTRIESN TRBL RS .,
ARRRIC IR RTESNTRS T,
M T (SRR & —@EE (0.01ppm) (CIE U ORMEURHERET > 12
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® EOfMDE

............ MIBRRBPISFA> O

" ¥ 59 + 7k 8mL h
SRR EKR(C &> THET 3.

— 7thk> 10mL

IRESFAX

— NaCl (Ri&) 1g
DI >EE3Na2KkM 1g
O I>KkFE2Na1.5kfM¥ 0.5g
MgSO, (f/KERERYY"4#59h) 49

R (FTIRES 12R)

|
=B (3500rpm  5931E)

— g WINEE @ 0.01ppm
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43Ee s840.5 mL (G{#10.25g4H)
imbn  PEM-MIN-7K(1/1)
C18-30 mg : 5%
— P&l 7Eb-MN-K(1/1) 1mL

i i Y

— B#EK 20mL

|IC18-50mg : &#iF |

§CIR : 3%

[ SAX-30mg + PSA-30 : 5%
A 7Eh-ad4y (10/90) 1mL

EE (1 mL, 7tby/nYOTRE)
GC/MS (KZEFA25uL : i{#¥12.5mgtE4)
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E%g O |\0\‘5A(Eitﬂﬁp 0.01ppm)
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oy EARAE= 2OE+07 3 peg PEG
o/ _| |
L m/z 158/\\
75% - s—-G(3) ew 156407 3
50%-| 7 = flE=0.42 ARAGF 3 PEG
25% - E—D58E=228.50 3
oy EEE=38— —— B3
0/ _| ]
100% /. 158 5OE+06 3
75% | N . E
S—G(ﬁé st E |
50% 7 2 1E=10.01 M l I ] A
259 | E—D38E=2019.00 st SRRk b M
T B=9095 RT-->  10:00 15:00 20:00 2500 30:00 3500
0% " LR B T T T
18:10 18:20 18:30 18:40 R.T.
%:I:% EY | piEIF | JAvys
ne|
ERVESC)) 1104 95.9 96.0
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