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S8 At LEoME= 7|12 LA MRL 242 0.01mg/kg
= 10ng/gl 2 AHS JAELICE T2qLt, glzdst 2 E
Chofl ciet =& ™WILE 2ldl, R0t AEUN 7ttt Z2
+&9| 52 T2 HI0|HE &A= 22 HELICHT,2]
e MEL CH40| tf A stetEo ZMZE i S &ALt
XMETL|CH GC 2 WEAZ ofR Q| nH|A 3tetE
O] ZHS EutstX| oo}, 2H S2|d A4, DAE I3
A Y EHE BN QA X408 M 4+ JASLICH3).
CESH TQ SHEQ! e 2E 2MI|(MS/MS) Q| ZHE S
EAste 4 o, SESH ofE el 20|12 BN 3EH20|
CHSE A32|d, 2ol 8l Makof| iR R2EtLICL 2 288

22 10ng/g2Lt HM &2 5% TR
st e Z2{A| B! Agilent 7000C QQQ
£ Jleguch

Al'S
2

gl

=k

Agilent 7000 A|2|= QQQ GC/MSE At8dt= F£ 4
M EH 20| O)= of2] = AHAM TS ABEI™U
Agilent GC/MS/MS s R = 24 [4] U Agilent S8
X2 5990-1054EN [5]0f| 7|=5|0 JAELICL 24 7t0|=
= OEHE H A E= NIE MEIIE Solf g &
UAELICH 5o 2A S ¢let 2ot iy 2MH2 CH22
FEY YL ME =2 EL
http://www.sepscience.com/Information/Events/Webi
nars/2344-/Introducing-a-rugged-core-method-for-
GCMSMS-pesticide-residue-analysis—-Offering-a-
new-Reference-Guide-for-Pesticides-GCMSMS-
Analysis

’

1105 s EZEX0| s== EEEX =822 E22
Ot 5 9 MH|AE (Tallahassee, FL, USA)OA StEME
LIC d2F EZEXS BN uf uief i =S Anto|3st
7| 2l8l, o] =2EH=2 2 acidified acetonitrile2] &Y 3|2
&= O AFSWSLICH 2M0A ISTD Y EMER ES
M= 28 A& 5990-1054EN %! GC/MS/MS Tt =of
2XM 10|20 7|&= tHE MSHELICH4,5].

219

2 67l Agilent 7890B GC2t FXAt 0| 28}2I(E))E 2=
7000C QQQ GC/MSE AHSSHH +HSHASLICE GC AlA
g2 XA 7|4 st Ho(EPC), 3 7152l HEIZE
ZQ171(MMI), Agilent 7693A XHS A|2 T 7|(ALS) &
AUX EPC 2 &£ HM|0&|= Purged Ultimate UnionOi|
7|drot SHE A A|ARS 24310 JELICHS, 7]. Agilent
MassHunter 2ZE9)|0{= 7|7] Mo 2! H M/ 2k H|0[H
2M0f AHE5IRELICE.

|=n

GC/MS A= A=l H[Z2d = Z|tst 57| 2loh, Ch5 2t
2 FEES MEUSLIL

+ Agilent J&W HP-5ms Ultra Inert GC Z&;
5mx 0.25mm, 0.25pm % 15mx0.25mm, 0.25um
(p/n G3903-61005 2! p/n 19091S-431U1)

+ Agilent Ultra Inert 2mm dimpled 20|14
(p/n 5190-2297)

- ZE WIEPAIE 2[$ Purged Ultimate Union?@!
Agilent UltiMetal Plus Flexible Metal T &
(p/n G3188-27501)


http://www.sepscience.com/Information/Events/Webinars/2344-/Introducing-a-rugged-core-method-for-GCMSMS-pesticide-residue-analysis�-Offering-a-new-Reference-Guide-for-Pesticides-GCMSMS-Analysis
http://www.sepscience.com/Information/Events/Webinars/2344-/Introducing-a-rugged-core-method-for-GCMSMS-pesticide-residue-analysis�-Offering-a-new-Reference-Guide-for-Pesticides-GCMSMS-Analysis
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A2 HXzZ|

otdnt x4 FEE MKME|= Agilent FE B 24 FE
(p/n 5982-5755 5! p/n 5982-5058)E A6t W21
10 ZH|Mo|H 2apAQl Anst FHM S QUEChERS)
2Ol AOAC H{Tof| 7|HIGILICHS]. R EE &St

oA 4ES AL ELOL AF SUF BN ofst ME
(Sacramento, CA)2| Robot Coupe =% (Ridgeland,
MS, USA)= XN2[otR&LICH Tg/mL =2l HHE of A
FESS IE-LX B BESEO| MA2[of ArEstY 1,
Ol= Tl At8stA &Lt

GC/MS/MS £ miajo|E

GC =

ZE1 Agilent J&W HP-5ms Ul; 5m x 250pm,
0.25um(p/n G3903-61005), MMIOI A AUX
EPCZ 74

Zy 2 Agilent J&W HP-5ms Ul; 15m x 250um,
0.25um(p/n 19091S-431 Ul), AUX EPCO{IA
vacuume g 7

24 ItA a4E

FYnC PTV 80 HiE

¢ 21 2uL(AIZIX| 27]: 5pL)

S0 MA T
1x&0 A, methanol/water(4uL)
% 1x 0§ B, acetonitrile(4pL)
xXol &S
TdE T
7xE0 A, methanol/water,
% 7x80 B, acetonitrile(Z} 4pL)

A= MA 1x2uL

Az Hy 5

T & &

MMI 2=

o= 60°C, 0.352,;
900°C/2 22 280°CTHX| (158 QX|);
900°C/22 2 300°CTHX|(EAM E7HK])

2 HlE MX| % 1.58, 50mL/2

HE f% 25mL/&

HiE 0.3&27tX| 5psi

72 Aol
RERIEE:
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OFF
3mL/&2

100°C, ON
22 9JsH GCOIM MMIZSH N, &4 M)

60°C, 1.5%;

50°C/2 22 160°C7IHXl;

8°C/EQ = 240°CTHX[;

50°C/E22 2 280°CTHA| (2.58 {X|);
100°C/22 & 290°CTHX[(1.18 |X])

1.1mL/&, 15.2&;

SA| 2 WEHA|, M Z7EX] 100mL/ 20l A
2.283mL/27MX|(2psi =
ZAY 2E 0|83 WA R%)

2M 5 Ml -10.683mL/2

T 20

i}

I
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fjo
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)

ZYE 2 (& T2 2N ENK 1.2mL/E2
M = HY 4mL/E

HEE AlZt 0% 8.524&, Chlorpyrifos-methyl 1%

24 Azt 182

Y A2t 290°C, 0.5&

Ms =

MS o| 2%t El, —70eV

0|23 2 280°C

MBI 2 150°C

o|& 2l 2= 280°C

0 XA 4082

s A kA 2.25mL/&

HA BE A 1.5mL/2

+3 2E MRM

MS1/MS2 22|5 Hs

Etl MOHE FY HYX0A RESHAI0 5of BM HE
QHHA 94% & =tolst M A 2[4]

7 m2tolH AE38t= MRM 0| & HMl= s 24
& oA 95~105H|0|X| £ &HolstM Al 2[4]
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CEE

2 7= SAY HILE 2o F 71K IR S AFZStRELICE
AEs UE & A= H0|E 27022 IR Z 2N
USLICH AS 24 20| diM o= 2 {ESLIC
1105 s =229 28 E&=220.1,0.5,1, 5, 10,

=0t HhE

St MANE|SHRASLIL 871 EE=E

20,50 % 100ng/gE F 7IX| sAHE0INM =
oj=g Anto|z

MEE 53| A& FUYY, MY 34 Mo 2 FZt MEO|

M HZASLICH LIHX] #E==E 4MEE QC= X|F50,

= =]
29 Y

2 LIEFHASLICE T MER A=E A% gHR)2
DE FR0M > 0.99%ASLICt 871 HEF BESEH %
M E Atolof EoH BIE StLHE F SRS LI

Winter squash

Lof cHet EAIOZ 7] 10f Dbk CHojot= =

Plum

50 60 70
Relative concentration

30 40

80

90

100

30 40 50 60 70
Relative concentration

184 Endosulfan sulfate 1.24 Fenpropathrin
164 y = 0.016234x + 5.198030E-004 y =0.010739x + 8.546872E-004
| R2=0.998 1.091 R2=10.995
1.4
3 & 0.84
1.2 20
o [=3
107 20561
2 0.8 °
= =
0.6 £ 04/
= 2
' 0.2
0.2+
0 0
0 10 20 30 40 50 60 70 80 90 100 0 10 20
Relative concentration
9 Piperonyl butoxide 204 Iprodione
84 y = 0.084794x + 0.009115 1.8+ | = 0.019284x + 4.286333E-004
74 Rz=10.999 1.64 R?=0.998
- ¢ 14
2 2121
g 5 g
3 21.0+
- 4, -
o 2 0.8
5 3 506
< 2 < 04
& 0.2
0 0
0 10 20 30 40 50 60 70 80 90 100 0 10 20
Relative concentration
21, 2431103 &% 5439 Z2M 0)(87H +& Al&); n=5. Endosulfan sulfate

% piperonyl butoxide

8t o Foj A ZHoI8tH 1, fenopathrin X iprodione Z 22 XH= OHE0f| A LIEFELICH.

8 9

Hezu

0 100

2 A=



MRLELC} €M Y2 LoQ

o AN = 7tset & StA(LoQ)= AlME

10052 <5ng/g2 =HEIUE

2z BRUAHEH

A EZETHAL Y2 2(%RSD) <20(n=5) & S/N>102

Y 7hsot

LICt O] Bat= XH=2

| XM ELICH 838 522 £ K <1ng/901|A1

11005 529 LOQE= <5ng/goIAt

SL|C}

Zetot= 7|Z20f 273t0] otstAsLHCh 28l 2 2 Suto| 3= =obn} XH=9| 2E =okof|A| MRLO|
22 B0 20| AO|B 4T0| B3 WMBIE(EE  gxein) grotali, U OHEOA £40] 0f2f2
X ol ok st 2 X o 114 nl L -
EHEﬁé—I)LE 2rofl thet = LoQofiAfel B Attt etridiazole?| Z3t= AE S8 = XHF0|A MRL
%RSDL|LC}. 0. 05mg/kg(50ng/g) LA SFSHX| 2o,
= okl 1 Loko CHa X x to L00>MRL0| SLICH SEAMEAEH(EFSA)2 M2
110 S J-l'—c>—| |EUMRL0'” Hn_—r BA —| E=N=N=Y HEH = b
b = xt2g st Ojfet HZ=S EHAHHIQP 3 °.=. Iﬂ SR
9o|3% = O|A= = .
A 5it vl ey MRLEEf YW oS S0y gasy  HESIORRICE 2HE 4B
SLICH A2 zHte| A2, 843 5929 LOQE <1ng/g=
1 ng/g endosulfan sulfate in winter squash 1 ng/g fenpropathrin in plum
0.97 ng/g calculated RSD =9.2%,n =5 0.86 ng/g calculated RSD =8.9%,n=5
%103, *MRM (271.8 - 237.0) x103, 271.8->237.0,271.8 - 235.0 +MRM (264.9 - 210.0) 264.9 - 210.0, 264.9 - 89.0
104 12.997 min 1.0 Ratio=189(16.2-24.2) 14.184 min *10°) Ratio = 60.6 (48.5-72.8)
. " ‘I 4
094 0.9 1.0 1.0
081 0.8 0.97 0.9
07 0.7 081 0.8
0.7
| 0.64 0.74
g"® £ 2061 2056/
£0.5 5059 5057 Eh
80.4* u0.47 e S0.54
0.4 0.4-
0.3 0.39 034 031
0.2 0.2 0.2 0.2
0.14 0.1 0.1 0.1 }
0+ 0 04 04
127129 131 133 128 130 132 141 142 143 144 141 142 143 144
Acquisition time (min) Acquisition time (min) Acquisition time (min) Acquisition time (min)
1 ng/g piperonyl butoxide in winter squash 0.5 ng/g iprodione in plum
0.94 ng/g calculated RSD = 6.4%, n =5 0.44 ng/g calculated RSD =11.7%,n =5
“10° +MRM (176.0 - 103.1) x10° 176_.0 :) 103.1,176.0 = 117.1 %102 +MRM (313.9 - 56.2) %102 313_.9 :) 56.2,313.9 = 245.1
. Ratio = 60.4 (53.9-80.8) 8 Ratio = 53.4 (43.4-64.9)
7] 13.666 min 74 8-
79 7
61 5
B,
5 5
54 54
£ £, 2 25
c | u f=
24 2 24 2 4
o © e 34 ©
3 34 3
2,
4 2,
5] 2
1 1
14 — J
1- 04 04
T T T T 0+ . . . : : : . . ,
135 136 13.7 138 135 13.6 137 138 137 139 141 137 139 141
Acquisition time (min) Acquisition time (min) Acquisition time (min) Acquisition time (min)
J8/2. FFL0OQOAME 4F =20l Lzt 2 2ot 0Al= B AHlMEE %RSD & BHE 2I+E HofEL|Ct



H1. FZL0QSEUMRL H|u

Hg A Hg st A
EU MRL* LOQ(s) EU MRL*  LOQ(s) EU MRL* LOQ(s) EU MRL* LoQ(s)
s (ng/g) (ng/g) (ng/q) (na/g) =< (ng/q) (ng/g) (ng/g) (ng/q)
Aldrin %! dieldrin 30 1.10 10 05,5 HCB 10 0.5 10 1
Allethrin | % 11(gHA)) 10¢ 5 10¢ 5 Heptachlor % heptachlor 10 0.50.5 10 0.5,0.1
epoxide
Amitraz % CHARK| 50 >50f 50 > 509 Iprodione 1,000 0.5 3,000 0.5
(2,4-dimethylaniline moiety)
Anthraquinone 10¢ 0.5 10¢ 1 Lenacil 100 0.1 100 0.5
Atrazine 50 0.5 50 0.5 Lindane(gamma-BHC) 10 5 10 1
Azinphos-methyl 50 0.5 50 5 Linuron 50 >50 50 1
BHC, ZIOtE N|2|st | &K 10 0.5,0.5 10 1,1 Metalaxyl, metalaxyl-M& 50 0.5 50 0.5
e (alpha-, beta-)? kol o] A B
Bifenthrin 50 1 200 0.5 Methoxychlor-p,p 10 0.5 10 0.5
Bromopropylate 10 0.1 10 0.1 Metolachlor 50 0.1 50 0.1
(S-metolachlors Zstst
O| & et
Bupirimate 200 0.5 50 0.1 Mevinphos 10 0.5 10 0.5
(Ol S| EA)
Captan 20 1 7,000 5¢ MPCPS 10¢ 1 10¢ 0.5
Carfentrazone-ethyl 10 0.5 10 0.5 Myclobutanil 200 1 500 0.5
Chlordane, cis- %! trans- 10 0.5,0.5 10 0.5,0.5 Oxyfluorfen 50 1 50 1
Chlorfenapyr 10 5 10 10 Paclobutrazol 20 0.5 500 0.5
Chlorothalonil 1,000 0.5 10 1 Parathion methyl 10 5 10 5
(% paraoxon-methyl)P
Chlorpropham 50 0.5 50 0.5 Parathion-ethyl 50 0.5 50 0.5
(% 3-chloroaniline)®
Chlorpyrifos 50 0.5 200 0.5 PCNB(quintozene) 3! 20 0.5,0.5 20 0.5,0.5
pentachloroaniline
Chlorpyrifos methyl 50 0.5 50 1 Pebulate 10¢ 5 10¢ 0.5
Clomazone 10 0.5 10 1 Penconazole 100 0.5 50 0.5
Coumaphos 10¢ 0.1 10¢ 0.1 Pendimethalin 50 1 50 5
Cyfluthrin I-1V 20 1 200 1 Pentachlorobenzene(PCB) 10¢ 0.1 10¢ 1
Cyhalothrin, 10¢ 5 10¢ 5 Permethrin | 2 11 50 05,5 50 05,10
lambda-1 3! 11(EA])
Cypermethrin I-1V 200 20 2,000 20 Phenothrin | & 11(EHA)) 50 5 50 10
Cyprodinil 50 0.5 2,000 1 Phorate(oxygen analog % 10 0.5 10 0.5
sulfones b
DCPA(Dacthal, 10 0.5 10 0.5 Phosalone 10 5 2,000 0.5
Chlorthal-dimethyl)
DDD-p,p' 0.5 0.5 Phosmet % phosmet 50 1 600 5
oxonP
DDE-p,p’ 0.5 1 Piperonyl Butoxide 10¢ 1 10¢ 5
DDT-p,p'(0.p, PP, 50 0.5° 50 0.5° Pirimiphos-methyl 50 1 50 0.5
p,p'-DDE, p,p'-DDD)P
Deltamethrin, cis- 200 1 100 5 Prochloraz 50 10 50 5

(2,4,6-trichlorophenol
moiety &} CHAMA| BHA|)b



H1. FZL0QSEUMRL H|u

g 4t e g 4t iE

EU MRL* LOQ(s) EU MRL= LoQ(s) EUMRL* LOQ(s) EUMRL* LOQ(s)
s (ng/q) (ng/g)  (ng/9) (ng/g) =% (na/g) (ng/g)  (ng/g) (ng/q)
Dichlobenil 10 0.1 10 0.5 Procymidone 10 0.1 10 0.1
Dicloran 300 1 100 1 Pronamide(propyzamide) 20 0.5 20 0.5
Dicofol degradation product  10¢ 0.1 10¢ 0.1 Propargite 10 5 4,000 0.5
(4,4'-dichlorobenzophenone)
Diphenamid 10¢ 0.5 10¢ 0.5 Prothiofos 10¢ 0.5 10¢ 0.5
Diphenylamine 50 0.5 50 1 Pyridaben 50 1 500 10
Disulfoton 10 1 10 1 Pyriproxyfen 50 10 50 0.5
(disulfoton sulfoxide %
disulfoton sulfone &b
Endosulfan, alpha- 50d 5 50d 10 Quinalphos 50 10 50 1
Endosulfan, beta- 50d 5 50d 5 Resmethrin | % [1(EH]) 100 10 100 5
Endosulfan Sulfate 50d 1 50d 0.5 Tebuconazole 200 0.5 1,000 0.5
Endrin 10 5 10 5 Tebufenpyrad 50 0.1 500 0.5
Etridiazole 50 >50 50 >50 Tecnazene(TCNB) 50 0.5 50 1
Fenarimol 50 0.5 20 0.5 Tefluthrin 50 0.5 50 0.5
Fenpropathrin 10 1 10 1 Terbacil 10c 0.5 10¢ 1
Fenthion (%! 3719| oxygen 10 0.5 10 0.5 Terbuthylazine 50 1 50 0.5
analogs, sulfoxides, sulfone)®
Fenvalerate %! 20 0.5 20 0.1 Tetradifon 10 5 10 1
esfenvalerate(RS % SR &4l)
Fenvalerate %! 20 5 20 0.5 Tetramethrin | 3! 11(EHA]) 10° 10 10c 5
esfenvalerate(SS % RR 4l)
Fipronil 5 0.5 5 0.5 THPI 10¢ 1 10c 5
(4 sulfone metabolite)®
Fludioxonil 300 0.5 500 1 Triadimefon ! triadimenol 200 5,05 100 5,05
Flusilazole 20 0.1 100 0.5 Triallate 100 0.5 100 0.5
Fluvalinate, tau- | % Il 10 1 300 10 Triazophos 10 0.5 10 0.5
Folpet 1,000 0.5 20 5e Trifluralin 10 0.5 10 0.5
Fonofos 10¢ 0.5 10¢ 0.1 3,5-dichloraniline moietyb 50 0.5 50 0.5

3 Vinclozolin 3 CHARA|

*7&E(EC) No 1107/2009 MRL, 2013d 82 10¥ &H|0|E(http://ec.europa.eu/food/plant/protection/pesticides/database_pesticide_en.htm)

2 eE} O 4T ZHOIX

oto
[Eo =]

b o9l R XS U SR A

0 oo

¢ LtESHK| %S (MRL=0.01mg/kg)
dotm}, H|E} O] A E!K| 3! endosulfan sulfate2| €4 MRL

|
e n=30f 7|=% FF(37HX|

9DMF % 2,4-DMA2| =H

o 2

MIE;< 308 =& HiX|et 5 5)
fDMFe| 28 LOQE 1ng/gO|H 2,4-DMAS| =& LOQE >50(ZXH= S/N &
LoQE 2tz

=

5ng/g % 20ng/g



Zt 0f &0l A MRL 0.056mg/kg®! & amitraz2| LOQ= 245t RSD
0

T 012 ERoilMel glECt 2 Ao 2 FFEAS LI 32132051 % 10ng/g S Ml 7kX| SEO|A] Al AtZkof|
Amitraze= 20| IIII_I7D|"6|-O:|L_E_£|| = &A2 Qs MRLO|IA 7| x5t _7'c_0_|é %RSD ZtS J}1El HS Sttnt RFEo| Lok
A oot o= SSEHH A8 sjsalct D 2te 8 22 BEET HES 53]
EUOIM = LetXQl E0|0{E[(moiety) ZHFE H2|5}HH, o4 = cﬁg AAPELICE AR 1105 S2AOA, A2
7_'0 = _ _ . _ _ _ —" — | . - o o 1
3749 =8 CHAAM| N-2,4-dimethylphenyl-N-methyl B8t2 92F, KFEC 925 =0F0| =T 1ng/g(84%)01I Al

formamidine(DMPF) %! 2,4-dimethylformanilide(DMF, N AbEC|O] A
2,4-dimethylphenylformamideZ= M JAZF)E ZL| %RSD7F <202 tIESAGLIT.

E{25t04OF 2LICE O] & JHX| 25 2,4-dimethylaniline

(2,4-DMA)C 2 2ol=[RA T, O] EESH & HAJNA ZPL|E{Z Winter squash

E[AELICH HE =49 linuron MRL 0.05 mg/kg2 = 05n0/g
SEEX| ASLICL O] 522 M=z 7|H2 LC/MS/MS B 1ng/g
?:“—-“-_-l'[4]. % 10ng/g

Captanit folpet2 F7|0f TIZstH, 24 & 0iE2| 2|4
2 A HLUTZOM B 287t LIEFELICH 2 H 0l A
AFZSHEl AUAXIT, B3| F ATt 408 E Zx1t5H= 21
HiXIOIM = 2|8 WMo & MY = Us Z0E HEGH|
I8 captan-d6 2! folpet-d4 ISTDS| BIHS HFRILICH 0ot 10 1o 16020 over 20
[1 0] 01|E, = ﬁ—_rl-O'”kl x|'—'|:-9| foIpetOil EH°|_|' _7':_{:-; LOQ= %RSD range

8 EE=E AT MEE 52| A4 TS w MRL
0.02mg/kg = 20ng/gE X atStF&LICH BX|El ISTDS

AFRBIX| SfObE 9] 3147} 308 Ojatel 29 LoQs @ . oo

~N o
S o o

o

o
!

Number of pesticides
N w g o [=2]

o o
! !

o
¢

Plum

5ng/g(n=3)2 2 FHEIJASLICE HE S0|A folpet2 8% = 10ng/g
MU= Ch4o| Foof| BAAMOl FErg x| gitom, = ¥
X LOQ 0.5ng/g(MRL = Tmg/kg £ 1,000ng/g)2 574

A MES| A& ) = 40%] 0| 7| XSLICHED).

0~5 6~10 11~15 16~20 over 20
%RSD range

383 051 % 10ng/g0fAl 7S S8}t XH59| %RSD(n=5) £E



Z2E

Agilent 7000C QQQ GC/MS HAE H|ZH A5 B2 U
GC ZE ME2{A|Q &H ALY I 5 HE THAIE HLt
SHE o+ JASLICH E EMS Mot DZE El Extractor
0|23t 2 ST IfEAME M2 s J0/2 240]
7H55tH, Triple-Axis HED-EM ZHZ7|= HED-EMQ| 0|&
= X2 FH LOo|= FEL|CL

£ 2431103 52| 75%7t LOQ <1ng/gE A2 =4t

EMME 5249 76%7t LOQ <1 ng/g0| 7HsZ&LICt
XHE E= A2 34| <5ng/g +E0IAM 522 91% HA|

E g + AUCH, 0|= 0|5 =< CHE-E20 CHet EU
MRLELCHEW &2 SFQL|ICH O 2= H7S REE
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