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(fruiting vegetables) L} =2F E&"'( FBHE 5990-6323EN) .. .. ...

Agilent Bond Elut QUEChERS EN 7|EE O|2%t LC/MS/MS HEZ At L Ttg 52 M2 24
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QU AHXS2 AR} £ OHHY, 243 BT U Flojt IYAS
20%7|8 ABLICE Fotel 4F Ay J2i2t 7 552 9%t 2
24940] 0|20{X|= 2YLICH,

OjBES| SBtxiol 24 &2 Mo] 0|F EIEYLI

2, HIE HLRE 22 2el % ZE| o|27| 7K o™ ES| 7|7,

U E TACEL|CH S2e Fd, H2 XA, Ho|Xol AR S, %.*71|9|T
S3F 8l MAE Aol et SEY S0| 6{2{250| R A= of2{2 Lo
ZEo[7t Ho =R £ AHLICE

Agilent Bond Elut QUEChERS %! SPE A|& MA|2| H|E: A E otH Y
=Ml A Huj chA|

Agilent Bond Elut A|& ZH| HIZEE2 S5¢ 22 E2 AEE =2 MEHOR
FESH] SO E off 2D HoSHH MHM = Z0E EReL|C
Bond Elut ME2 HAet 22 BF0|| o[ Aol MAE ChFot o 3l
HNELZ AME A= HA|of HR2o a3 RAUS

IT
=2 e
AARL HE S ARE2 7ot U0 NHER BES SFAME =
F

CHEE EM(multiresidue), CHS (multi-class) §7| LE2E 242 9|t
AE ANE N2 E Zictet R HAE N2| 7tsH otH, 7| Ex YatE

I o Lo A
SEI =2 952 #AFD AFULL

- N2 CHE 4004 2| E2|H H 2|7} 7|¢te] S22 T4 E Bond Elut
SPE HE2 Ctst FtER|X| & E2{|0|E XSO =Z M3 E/L|Ct.
- "3 SHH= QUEChERS AlR MK 2| 2ol A A= 7Y
+Z&o| FEM &2 X[AgLICL
SALS] MSIXIE2 Hotel AE HAE QT E X|EXHOE X[/|SIEE,
2tAFS| QUEChERS H|O| X|(agilent.com/chem/QuEChERS)S EH2dH M2

SE A MZ L LHES AU L. Yetyol 22H
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QUECHhERSEH?

0|2&2 527t 20030] 7HL S QUEChERS(“FHMA”E )| S22

Qu - BFECH= 2|02 Quick, E - £lCH= 2|0[2| Easy, Ch - X &SICH=

o|0|2| Cheap, E - 21t 0|2}= 2|0|9| Effective, R - 410t 2|0]2] Rugged

S - QtHSICH= °|U|°| Safe S O| A& A& MA2[HO| 2= Q72 Zst
USLICE O] 7|'HE2 OHR ZHErSED, X[ ATt Mp™ots 7‘|X||31 St A =9
cleanup®l| 2 2tAL|C},

QuEChERSE 1} M4 L CFE (multi-class) CHY & (mullti residue) ZHg 5 2F
2EME 9ol HLE HHOZ, 2 20fl= MA 2o §FtOF SCIEAME

W 30| QEE XX 3 80| = JASLICEH x| ChFot atd,
M SR=EEE 2, A7 S UXTH AR S £ Y= 24 JHX| Q|
=2 AEHO| +7HEI01 USLICE Sxf "SAE I 2AHO| HA|E|0f
AOH, MAX HeloM 7|&o| EFSHIF T D UELICt 0|29

M2 M 5HSEREE S| (Association of Official Analytical chemists, AOAC)MHIA =
2007.01 MethodE HEHSIR O, REO|M = HIXot EMHE METHEN
15662 20070| 0|2 SYU%t 7|5S ot Y&LICH

QuEChERS 22 2CHA|Z LM EIL|CE

1. FEHA = 88U R7|57te| WHE E oot salting-out FES
E3t partitioningdl| 7|2tE SLICEH
=

N Q@2d ol "Hitd
2. 24 M| A =E (Dispersive SPE) EHAO| M = CHFst ot CHa M S
§ﬁ:x1|§ St o| 28l 2t SRS MAHSH= A3t cleanup ZHR10| A= 22| St QuEChERS MIE
O|FO{EL|C}. ZM2 X[#5t7| ?/8H QuEChERS
dispersive SPE THA[O| A AF2E|= 1X}-2Xt OFZI(PSA), C18, Graphitized Hogel oot S8HE R
carbon blackZt Z+2 Ct2M SAHN|= CHESH O E2IA 1820 15HA|0f| A H|2gtL|Ct 0] 7}0|E= 0o|2{st
e =£E H*OHQE-; Sl0f FEL|Ct 7tE ko] Mol= 2MHE FEE SEHS Eeiot AFLICE
2 (IABEE LO/MS E 60/MS Eo 0ol AS5He 7152 SHsHe 282 EE 28 MY
ZoIL|C} [ct2t AOAC 244

=31 E Hx 4 EH
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7|2 BEMHoz B25|H 7|
HIHE A= 29
chel = b e Y&L|Ct.
DHEE|A O'?'g E'tl _E_A_-! EHAO}J:E

S8 a0 met AHEAS

0|23} 0] 70| =& B2t
HASHA 4 ALIC,
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QuEChERS #Z 7|E£ 0/2) & ZZ0/

o2l Eof| LIEfLt “CcH” X‘“E?% EMIEE flot HHE £ HLEI'E! E'-IEIZI SHZEI MgS0, NaCl & 7JE} SHESS 24
(ceramic homogenizer)S E 8ot UELICE Mlz2tal &= 7|0l et o XhA|st D7 EIZ BEISIT 20D, soml HAEEIS

LI22 13 HIO|X|E & DstMAIR FHE g 70y FFSELIC

Metsl ZEIIE FE L2 AZtE 70% 212
Z01701, QuEChERS Z[E2f g7 70 & E=
T} tS BILICE

QuEChERS =& J|E
LR -]

s 50mL T Zgt
2MH Xzl gl L2 M2t #E7| 50/pk 50/ pk 200/pk
AOQAC 2007.01 Yes 6 g MgS0y; 1.5 g NaAcetate Yes 5982-5755CH
No 5982-5755 5982-6755 5982-7755
71&E 2MH(10g AlE) No 4 g MgS0,; 1 g NaCl Yes 5982-5550CH
No 5982-5550 5982-6550 5982-7550
7|E 248 (159 Al E) No 6 g MgS0y4; 1.5 g NaCl Yes 5982-5555CH
No 5982-5555 5982-6555 5982-7555
EN 15662 Yes 4 g MgS04; 1 g NaCl; 1 g NaCitrate; Yes 5982-5650CH
0.5 g disodium citrate sesquihydrate No 5082-5650 5082-6650 5082-7650
Acrylamides* No 4 g MgS04; 0.5 g NaCl No 5982-5850
S=8 AE No 4g Na280,, 1 g NaCl No 5982-0032

* BX} ZX: K. Mastovska, S. J. Lehotay, J. Agric. Food Chem. 2006, 54, 7001-7008.



QuEChERS dispersive 7| E

2Ct7|: dispersive SPE cleanup

2N CjAF M Eo| Y Metst EM | Metot dispersive SPE 7| ES
MEASIM A2, O] EHA[O| A = 1THAIO[ A =ETH 2 F(aliquot) A|RE 2 FFQ
SPE S&HA| & MgS0,7t B2 2mL EE= 15mLe| HAEE|7|8 EEof
HOtELICEL S3H = Azl ZHAEE S HAHStD MgS0,= =22 7l
BEMEO| 2|8 SELICL oA 7| Ed M2t 2=7|(REEY 27H) E S|

ZSAZ = A2 0|2 ZEfet HF2| 5 H2 0= CH7t E&LC

QuEChERS dispersive 7| E, }d 31 x4

Ut 3ol 5l kA 2mL 100/pk 50 mg PSA 25 mg PSA
24 Q7|4 U2 &2 9 X = HA 150 mg MgS0, 150 mg MgS0,
5982-5022 5982-5021
5982-5022CH 5982-5021CH
15 mL 50/pk 400 mg PSA 150 mg PSA
1200 mg MgS0, 900 mg MgS0,
5982-5058 5982-5056
5982-5058CH 5982-5056CH
Xk ol 2f AT} SR El Bhd ol kA 2mL 100/pk 50 mg PSA 25 mg PSA
24 QI LR LT, 50 mg C18EC 25 mg C18EC
CH4o| K& 8! AHIZ H|AH 150 mg MgS0,4 150 mg MgS0,
5982-5122 5982-5121
5982-5122CH 5982-5121CH
15 mL 50/pk 400 mg PSA 150 mg PSA
400 mg C18EC 150 mg C18EC
1200 mg MgS0, 900 mg MgS0,
5982-5158 5982-5156
5982-5158CH 5982-5156CH

BEUSIICHE BLIE HE2 M2t 7 E7|7F ZetE EEaks £
(A1)




QuEChERS dispersive 7| E, 7} 5!

MATERE THY I A 2mL 100/pk 50 mg PSA 25 mg PSA
28 I, LR SR, 50 mg GCB 2.5 mg GCB
X|&, Ft2E|0|E, 22 2T H|A; 150 mg MgSO0, 150 mg MgS0,
HH X9 s AE0l= A8 27t 5982-5222 5982-5221
5982-5222CH 5982-5221CH
15 mL 50/pk 400 mg PSA 150 mg PSA
400 mg GCB 15 mg GCB
1200 mg MgS0,4 885 mg MgS0,
5982-5258 5982-5256
5982-5258CH 5982-5256CH
MATLCHE SR E I o A 2mL 100/pk 25 mg PSA
4 Q7| AR bR ol X H, ChEtel 7t2E| 10| = 8 7.5 mg GCB
ER2RY M, Yo 2xo| 5% HE0ME= A 27t 150 mg MgS0,
5982-5321
5982-5321CH
15 mL 50/pk 150 mg PSA
45 mg GCB
855 mg MgS0,
5982-5356
5982-5356CH
A4 gl x|do] SR El T 3 A 2mL 100/pk 50 mg PSA
4 QUM A kR ol X H, FIRE|0|E W ERE 50 mg GCB
X1|71, Mo X0 59 HE0= A8 27t 150 mg MgS0,
50 mg C18EC
5982-5421
5982-5421CH
15 mL 50/pk 400 mg PSA
400 mg GCB
1200 mg MgS0,
400 mg C18EC
5982-5456
5982-5456CH
BE WS CHE BLIE HE2 Mae ZE7|7f Z Hape Lo/t



JIEL AE A 2mL 100/pk 25mg C18
A S (XY, X2t chHHE S v 2o 150 mg MgSO0,
MESHY jEE|A 7HY XA 5982-4921
5982-4921CH
15 mL 50/pk 150 mg C18
900 mg MgSQ0,
5982-4956
5982-4956CH
DEMERY 2mL 100/pk 50 mg PSA
4 74 XH HF 50 mg C18
CHHE JI2E|LO|E, 222 S 7.5 mg GCB
DE HEZA ZHYE M7 150 mg MgS0,
5982-0028
5982-0028CH
15 mL 50/pk 400 mg PSA
400 mg C18
45 mg GCB
1200 MgS0,
5982-0029
5982-0029CH
SEYAE: 15 mL 50/pk 50 mg PSA
34 Q7| 27 XIE, e 2o ffE2A 150 mg C18EC
Zhd ®AH 900 mg Na,S0,
5982-4950
SEHSIICOHE BLi= HE2 Mape] 7 E7|7F B FEEks FL
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ME g8l gl 2MHHT AXEE| = Bond Elut QuEChERS dispersive 7| E
X|gh 5l 2FA 7} AiA 5l x|uto]
SQEITAUL  MATHQE MAT}Cr st I gl
XA, ENEE | DPASIxHA EN | SHRE Db I A, AoAcTt
HEER AE AOAC L= ADAC KA, EN 1=
A AT} THE A2 Zle Afaro|
EEEE) NEIEEES-)
1% Ol &2 x|t/ F}2E|0|E), FH2E|0|E), MA
gt Al Aro| x|Zo| Ztgl B 1xo| Ho 1x9| X|gf s 2tATL
e He| NE N Soffl= AL 27t | SO0 AL 27t TetE AR

£ kIl b}
={X|27|, S0kX| 17|

°
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e
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QuEChERS M2t #Z7|

M2t ZE7|= HAEQl A Mikd g 20|10 O Fst AutE
SF&tLICt Ch33t 22 o|X g 8ol ¢35
cFE AR MNIS 60X0M 20X 2 X - A RY ¢
- 7|Z0f HslH 1739 A|IZIO 2 AN Q= DER F£ Its
« AXLILHH O HEA £ A3}
- salting-out2 LX|StD A|RE 7Y
QuEChERS 7| E0j| Z&HEl Zint St

2 £ HE FOH5H =
UALH, 0| A =22 A= 24 5= 2 XY

QuEChERS M|2}2] ZZ7|

L £l RES
Ceramic homogenizer for 50 mL tubes 100/pk 5982-9313
Ceramic homogenizer for 15 mL tubes 100/pk 5982-9312
Ceramic homogenizer for 2 mL tubes 200/pk 5982-9311

QuEChERS HEEF

OHEHEE= A M=X 2l QUEChERS 7| E & OfL|2} 71E ZHQISHA|
A E|= AOACRtENS| 1A CHY 2MHO| Refdt=s BEESS A
Hotel M XA g A HSERILICE

cHZEE MO E= AZEEY A HAZZ A

- GC 3 LC 7|7[ofl AHE 7ts

- 5| ME ZQ 10| QUEChERS Z=Z0| ZA| AtE Jts

QuEChERS EEE

a9 sk JIELiEE HEWHT
HPLC and GC Internal Standard, AOAC Method 1,000 pg/mL Parathion-d10 (diethyl-d10), alpha-BHC-d6 (alpha-HCH-d6) 5190-0502
QC Solution, AOAC Method 500 pg/mL Triphenyl phosphate 5190-0503
HPLC Internal Standard, EN Method 100 pg/mL Tris (1,3-dichloroisopropyl) phosphate, nicarbazin 5190-0500
GC Internal Standard, EN Method 5,000 pg/mL (2,2'5,5'-tetrachlorobiphenyl), triphenylmethane, tris 5190-0501

(1.3-dichloroisopropyl) phosphate
QC Surrogate for GC Standard, EN Method 500 pg/mL (2.2'.3,4,4' 5'-hexachlorobiphenyl) Anthracene-d10 5190-0499

1,000 pg/mL

13



2 ChE (multi-class)

Y = M A= 2| QUEChERS BAIH S TSt V(&2 A= Ctat &
CH &2 (multi-residue) 27 =2f 24 A|2E TH|S 2 UAGLICH
FEJ|E M™Y
Mol g2,
2= a2l gl ekx Xa| =l
7\ =4 Ars e AOAC 23007i1 S AOAC _;556(::'2 Saqwg, - QUECHERS 2402
10g A= 159 A= AT I e e
159 A2 109 A2 HE Y stets
710 Tzt =2F0|
v A2 A2, o xalg
7|EE ABSHAI2.
M= 23} OHEHEE= &t=
HI| = s50mL EEZ 82 HE|=l F|E AFRS
HES =EZILICE
2/ Jt-l]/

OIMELIEE &
e F£2g HE=E HF

AFEHof Z0f

dispersive
AOAC 2N EN 2MH
ME S
X|ut/2tA T} St E X|ub/etA 7} st2El  + QUEChERS EAMH
‘;E""fgf% = SIIL: T T ok R ST VAL .
E IFE
m=t tom JmLSt 15mL 7| | ZmLf 15mL 7| amLet 15mL 7IE  + EX(aliquot) AR
g3
MAJLERE Y | X|Wap MAILSRE MAILSRE DY MAILCHE ERE
U B U L B £ B el 9l kA
2mLe} 15mL 7| E 2mLe} 15mL 7| E 2mLe} 15mL 7| E 2mLe} 15mL 7|E

22X (aliquot) A =:

TmL, 6mL EE= 8mL*
v EZsoiEayga A
EHA
[ |
AMM7]E= dispersive

EF(aliquot) A|E B2 2AH0| w2} SetX|H, ol2{e SR LU= F|ETH FH|E|0f JLELICE 487 (phenoxyalcanoic
acid) 7t L=l = of2 O THA|O|A] (dispersive SPE Tt §10]) HEZ LC/MS/MS 2A O 2 ZIMEILICE O|F A4
SPE ThAlo| Y0l psAgt HhS S| ElL|Ch



Agilent Bond Elut QuEChERS

7
o|get Atdt L ZhHr 59 4=

294

0| 280{|A= QuEChERSE 0|238}0f Atztoi|A
157tX|9| CtE (multi-class) 5 FTEES HESH|
Qlet kAol Az MM2| WHe HHBLICHL 522
Udt™ol WU A 20N LAHE= HYHQI UM/
Z3UM SAERE MYEUCH, s T 028t Al=0|
UM O 2 EXfSH= £Z O 2 MEHE|ASL|CE 24X
KE2|E HX|X| &2 QuEChERS Z=EHo| /& L8
Al7|= 2003 HLICE O] 2M0A = S22 10ng/g
SZ=NK| AESHLH 7| 28 GC/MS2| SIM(Selected lon
Monitoring) 2EE AL} ESLILCE.

15
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Tune file:
=

Source, quad,
transfer line 2x:

2of X[ AlZk:

Multiplier 1 €f:

Agilent J&W HP-5ms Ultra Inert,
30 m x 0.25 mm, 0.25 ym
(B2 = 190915-433U1)

ofn
145]

=
e

1

Splitless

3

[l
o

all ol

=

Q
0

f52CE

70 °C (2 min), 25 °C/min to 150 °C (0 min),

3 °C/min to 200 °C (0 min), 8 °C/min to
280 °C (7 min)

1L

Atune.u
SIM

2424 230 °C, 150 °C, 280 °C
4 min
Autotune ™}

elol SEHo| Mol KE=
Agilent Bond Elut QuEChERS Non-Buffered Extraction Kit (£ 'HZ 5982-5550)
Agilent Bond Elut QuEChERS Dispersive Kit for General Fruits and Vegetables, 2 mL (£ H< 5982-5022)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for General Fruits and Vegetables, 15 mL (= 3 5982-5058)

QuEChERS ™%}

QuEChERS =& EXH1THA))

10g @23 AtTH A|2 S 50mL F 22718 RE £

AZ ATH0|Z 3 127t BElA 12|

10mL ACN 7t

49 MgS0; % 1g NaCl ($Z H 5982-5550)

50uL LS EE=ZE(TPP)

30% S0t e X2

=

5,000rpmOf| A 527t JIM 22|

QuEChERS dispersive SPE(2CHA[) X BM

Y 1mLE F3t0] 1.5mL AHE2|7|E FEO| &2 = 50mg
PSA. 150mg MgS0, (F= H= 5982-5022) &7t

0.5mLE F|ot0] A|2 HIO|YE 2

1.5uLE %[5t GC/MSOll =

21, YB3 9 A4 E /3t QuECKERS FZ T}

Agilent J&W HP-5ms Ultra Inert GC Capillary Column, 30 m x 0.25 mm, 0.25 pm (55 = 190915-433U1)

16




Y
B

2500 sk bl gl XA Z 2|t Agilent Bond Elut QUEChERS Extraction and Dispersive SPE
7|EE 0|l MA 2|t =o| It Atat =EZ(50ng/g)

2000
;E 1500
< 000 2 14

1000 miz IS

15
500 1 34 5 6.7 8 9 J 13 l
0 | NP I SR B S Y2 S N
0 5 10 15 2 2 30
Time (min)
2500 Ut ot gl kA S 2|3t Agilent Bond Elut QUEChERS Extraction and Dispersive SPE 7|ES
0|23l MA2|et 9| Atnt HIEIA 2

2000 |
3
§ 1500 -
Z

1000

IS
500
*L“. rrddiosthnd b O —
0
0 5 10 15 2 2 30
Time (min)
82 B AF2p FEE D AF2f HIEIAIZ 9] Hwd S Z0ME T2

H 1. 7|1= QuEChERS EMHE 0| 2%t Alzt L 59 2A19] 5|48 9 M$ M (n=4)

Low-QC 10 ng/g i High-QC 200 ng/g

2|+E RSD IR RSD
Dichlorvos 102.8 5.0 96.7 10.8 99.4 2.8
o-Phenylphenol 92.0 6.1 79.6 6.8 89.5 6.3
Lindane 97.9 2.0 88.5 9.7 92.6 42
Diazinone 90.5 9.1 98.8 55 102.1 4.4
Methyl-chlorpyrifos 88.7 7.1 90.0 43 98.5 3.1
Chlorpyrifos 93.5 6.5 95.6 4.0 100.2 1.2
Dichlorobenzophenone 90.3 5.0 89.1 6.4 99.4 0.6
Heptachlor-epoxide 87.0 3.2 85.6 5.4 95.4 39
y-Chlordane 92.3 35 90.0 6.8 95.9 2.0
a-Chlordane 95.5 47 85.8 6.9 93.5 26
Dieldrin 99.4 42 93.6 5.3 99.9 1.8
DDE 945 42 87.1 5.7 92.7 1.9
Endosulfan sulfate 97.8 23 90.8 2.8 99.5 23
Permethrin 100.7 48 93.0 34 97.6 2.1
Coumaphos 725 45 79.6 35 96.6 3.0

0| 28 Xtz M2E HA|2{H agilent.com/chemOl A 5990-4468ENS A SHA| 2.
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Agilent Bond Elut QuEChERS European Standard EN 7
AMESHLC/MS/MS BEE At LY ZHE s M2 2M (W=
5990-3938EN)

24

0| 8&80|M+= European Committee Standard(EN)O| 7|&
A}J_MIE LH 167tX] CHS (multi-class) 2R 59 422 $$
% cleanupSt?| /ot T4 Q1 QUEChERS A= MA 2| HS
*'“:”°”—|Ef Atot FEEC| 2M Y sA2 A= J.‘_'|1‘|E|
At = AN I 20EDEHTRE MAHE S 0|23} Tandem
Ak 2MH(LC-ESI-MS/MS)2| positive ion multiple reaction
monitoring(MRM) 2E& Edff ZHEILICE

18



HPLC =2
Zg: Agilent ZORBAX Solvent Saver Plus Eclipse
Plus Phenyl-Hexyl, 3.0 x 150 mm, 3.5 ym (£
tHS 959963-312)
|5 0.3 == 0.5 mL/min
4y 25 30°C
g 10 pL
0| sS4k A: 5 mM Ammonium acetate, pH 5.0 in
20:80 MeQH/H,0
B: 5 mM Ammonium acetate, pH 5.0 in ACN
LIS M[A: 1:1:1:1 ACN:MeOH:IPA:H,0 (0.2% FA.)
P oa
AlZH(min) % B (mL/min)
0 20 0.3
0.5 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 0.5
12.0 100 0.5
13.0 STOP
Post run: 4 min
& F7| M2k 17 min
ms =2
20| 2E
ItA 2E: 350 °C
A K& 10 L/min
Nebulizer: 40 psi
Capillary: 4,000V
o|lo| @2 H O IT =
T|——| oo |:|O'” M | X“E

QuEChERS H X}

ANEE)|8 FHl £

224E Al 10g( 0.05g)S 50mL

IS 8 100uLE AlZ0i| 2140|Y

ACN 10mLE HE7t5t

Bond Elut EN £ 7|E LI

4,000rpmOi| A 527 A7

ACN B5 1mLE #
FEZ F7|HLL 6mLE

6t04 Bond Elut EN dispersive SPE 2mL
#|5t0d Bond Elut EN dispersive SPE 15mL

2t e a

| A
dE=el

=

*2|, 2mL £E9| &
5mL FE2

=
=

2 13,0000mplZ 28
AR 4, 000rpm0§ hEZt AME

N

I';‘E

200uLe FEES XS AE "°'7I HIO|ZE F4,

1% FAS| ACN 22 10uLE X 7}8t = 800uL = 9‘-I’H
LC/MS/MS M E 23t A|2 ZH| 2t2

T8 1. A if &

B2 93 QUEChERS EN A|2 X2 Ex}

Agilent Bond Elut QuEChERS EN Method Extraction Kit (5= 1= 5982-5650)
Agilent Bond Elut QuEChERS EN Dispersive SPE Kit for General Fruits and Vegetables (2mL, £& < 5982-5021)

L= (15mL, £F H= 5982-5056)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 ym

(BE S 959963-312)

19




Y
]

x102
1+ MRM (192.10001 > 160.00000) low QC -1.d {15 213 8 3

0.95 |
0.9 +
0.85
0.8 -
0.75
0.7 +
0.65
0.6
0.55
0.5
0.45
0.4+ 1
0.35
0.3+ 6
0.25
0.2 4 13
0.15 - 15

0.1 - 9 12
1 14
0.05 - 5 7 16
0 ercoad
T T T T T T T T T T T T T T T 1

T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13
Counts (%) vs. acquisition time (min)

2/ 2 10ng/g Z7F Ale} FZ 29/ I 20f= T2 /7 ID: 1. Methamidophos, 2. Acephate, 3. Pymetrozine, 4. Carbendazim, 5. Imidacloprid, 6. Thiabendazole,
7. Dichlorvos, 8. Propoxur, 9. Thiophanate methyl, 10. Carbaryl, 11. Ethoprophos, 12. Penconazole, 13. Cyprodinil, 14. Dichlofluanid, 15. Kresoxim methyl, 16. Tolyfluanid.

120
O1mL B 6mL
100 H
80
S
& e0-
o
40 4
20
0 4

Methamidophos
Acephate
Pymetrozine
Carbendazim
Imidacloprid
Thiabendazole
Dichlorvos
Propoxur
Thiophanate methyl
Carbaryl
Ethoprophos
Penconazole
Cyprodinil
Dichlorfluanid
Kresoxim methyl
Tolyfluanid

72/ 3. 1mL dispersive SPESF 6mL dispersive SPES] Z 2} Hf il

0| 22 Xtz M2S EA|2{H agilent.com/chem 0| A 5990-3938ENS ZHAUSHUA| L.
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Agilent Bond Elut QUEChERS EN 7|EE A%t GC/MS HEZE Atxt
L Zh7 soF 42 EAM (A= 5990-4073EN)

A4

0| 220{| M= European Committee(EN)O| 7| & El, At}
L 177tX| GC M2| 7ts8t TS (multi-class) 2| 5 s<F
H=22 FZ A cleanupdt”| 2let 21X 21 QuUEChERS
ANE HXe2| dHg dHSLICL o] 2AMHol= 8/
OIMIELIEE A|AHRIS 0|8%t £7| =& tA|, & >t
2 FE/E2Y A, 24 DN A FZF (dispersive SPE)2
0|23t cleanup THAIZF LSHEIL|CE Atnf 2ES LY

=M M 52 HE2 ANE M2 BXt = 7tA
SZ0tETHI)/EE 24#(GC/MS)2 selective

ion monitoring(SIM) 2EZ EM E|L|C}

[LEa =]

717] =A

Ge =AU

=k Agilent J&W HP-5ms Ultra Inert
15 m x 0.25 mm, 0.25 pm
(BE H 190918-431U1)

Inlet: Splitless

Inlet liner: Helix double-taper, deactivated
(B & H3 5188-5398)

2ot 7ha g

Inlet 43 A= Z0fl= 2018 psi (Y™ 3 ),
B E2{ Al S0l 1.0 psi

Inlet 2= 250 °C

oY 1.0 pL

Split HIE T HX| R4:
QE L2 nZaH:

30 mL/min at 0.75 min

6 °C/min to 200 °C (0 min), 16 °C/min to
280 °C (6 min)
Post run: 3 min

Purged Ultimate Union (& HS
G3186B) - 2A12 H2 U inlet

ELE=2 NIV PN R=3

YE JtA Tt Purged Ultimate Union St
s S0l 4.0 psi, HEHA| Boll=
80.0 psi

Capillary flow technology:

Aux EPC 7tA:
Aux EPC &=:

Az Between inlet and Purged Ultimate Union
(B & H= G3186B)

Restrictor: 65 cm x 0.15 mm x 0.15 ym DB-5ms
Ultra Inert

HE: Purged Ultimate UnionZt MSD AtO[2]
A4

ms =74

Tune file: Atune.u

ZE: SIMMIE BH2 H 2 &X)

Source, quad, transfer

line 2 22+ 230 °C, 150 °C, 280 °C

ol X[ AlZk:

: 2.30 min
Multiplier Z&f:

Autotune ™}

70 °C (1 min), 50 °C/min to 150 °C (0 min),

21

QuEChERS E X}

24 E A= 10g(x 0.19)2 50mL A 22|7|8 FEO| £

IS(TPP) &< 100uLE Ao ot
g9 ATfo|2) 127t ZelA K|

> ot
ne
9]
gt
oY
H0
(=)
(]
[>
H
=]
I

ACN 10mLE HII8t = 202 1272t E50] FLIC}

(o9
o

=

o
m
=

m
=
(=)
o

m
(]
=0
m
p=s}
[72]
P
T
02
N
[m
0zt
N

g 21122 HA 250 BT

4,000rpmOi| A 5EZE 2 AE 7]

FER2 82

1227 28A M|, 2mL S22 AL 13,0000mpE 222t
YAMEE, 15mL §E9| Z2 4,000pm2E 527 AME 2|

500uLe| FESS XS A2 FU7| HIO|YZ F,
1% FAS| ACN 8% 25uL5 Hotet = & 4

GC/MSE 24

T2 ALSf L BE &9 &2 242 2/t Agilent Bond Elut QUEChERS EN FZ
EHAt



|1h
]

Abundance
=
(=]
o
o
L

—T S =
12.00 14.00 16.00
Time (min)

T L —

10.00

Abundance

T
18.00

16.00

12.00
Time (min)

4.00 6.00 8.00 10.00

— (a—
18.00 20.00

JE/2 A8t FEE2|GC/MS AZ20HETEHY, (A) AFEF FZ2 HIEIAIZ, (B) 50ng/g &2} AF2f F£ZE. I/3 ID: 1. Dichlorvos, 2. o-Phenylphenol, 3. Lindane,
4. Diazinon, 5. Chlorothalonil, 6. Chlorpyrifos-methyl, 7. Dichlofluanid, 8. Dichlorobenzophenone, 9. Heptachlor epoxide, 10. y-Chlordane, 11. DDE, 12. a-Chlordane,

13. Dieldrin, 14. Ethion, 15. Endosulfan sulfate, 16. Permethrin, 17. Coumaphos. IS: Triphenyl phosphate (TPP).

Flel sEdo Xl HES

Agilent Bond Elut QuEChERS EN Method Extraction Kit (2= % 5982-5650)

Agilent Bond Elut QuEChERS EN Method Dispersive SPE Kit for General Fruits and Vegetables

(2mL, BF $HS 5982-5021) E£= (15mL, £E HS 5982-5056)
Agilent J&W HP-5ms Ultra Inert GC Column, 15 m x 0.25 mm, 0.25 ym (&5

22

19091S-431U1)




] soydewnog
] uyIewIag
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T] auepiojyy-n
1 300
] auepiojyy-d
T] apixoda Jojyoeiday
T]v auouaydozuaqoio|yolq
T] pluEN|I0IYIQ
] JAyrow-sojuiAdojyg
T] |1U0J2Y3010]4]
r] uouizelq

-
S
«©
(5] auepul
= ] Jousydjhuayd-o
£
(]
SOAIO[Y2IQ
|
, , , , , , ,
S = 3 3 g S °
(%) B[z

12/ 3. Agilent Bond Elut Dispersive SPE 2mL 7|E2} 15mL Z|E2 Z}2f ImL, 6mL A|EE

HotH AL,

4 A
O =

ME2S HAIZH agilent.com/chemOi| A 5990-4073ENS

o A

2 X2

0o
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Agilent Bond Elut QUEChERS EN

7|EE Ar&Tt LC/MS/MS AE

Z MaA| U THe 5o d2 = 4(EdH= 5990-4395EN)

A4

0| 320X = AlZX| LH 137kX] CHE 2 (various classes)
TF s MES FZ 9 cleanupdt”Z| It & 0tAQl
QuEChERS EN A= TN 2| &HS LT AZX=
MATLCHEOZ HBtE|Q 7| tf20)|, AT g
et E ot 5l xjAE /Bt EN dispersive SPE 7| ESE
AtEf{oF BHLICE 7.5mg/mLe| ACN =Z 7|E0l|=
Graphitized carbon black (GCB)O| =[O0 JAESLILCE,
ANSK| FE2 24 i 542 Az HXE| "AL =
oyl I 20tE 2Ol MXHES 0|22} Tandem 2 &
E M (LC-ESI-MS/MS)Q| positive ion multiple reaction
monitoring(MRM) 2E& Edff ZHEILICE

217] =A

HPLC =71

Z&: Agilent ZORBAX Solvent Saver Plus
Eclipse Plus Phenyl-Hexyl,
3.0 x 150 mm, 3.5 ym
(B & H= 959963-312)

5 0.3 mL/min

4 25 30°C

T 10 pL

0| 4 A: 5 mM Ammonium acetate, pH 5.0

in 20:80 MeOH:H,0
B: 5 mM Ammonium acetate, pH 5.0
in ACN

LIS MA: 1:1:1:1 ACN:MeOH:IPA:H,0 w/0.2% FA

VEEL TS %
AlZHmin) % Acetonitrile  (mL/min)
0 20 0.3
0.5 20 0.3
8.0 100 0.3
10.0 100 0.3
13.0 STOP

Post run: 4 min

= F7| Mzk 17 min

mMs =2

go|2 =t

A 2% 350 °C

TIA G4 10 L/min

Nebulizer: 40 psi

Capillary: 4,000 V

QuEChERS E X}

AlZX| Al 10g(+ 0.19)2 50mL R M E2]|7|8 FEO| £

IS 8H 100uLE, ERSIH aC &
1 =

ot

1% HAcO| S£0{ l= ACN 15mLE & 7I5t1 Bond Elut
QuEChERS ADAC =% 7|EE A7}

3

HI

A
23 2AY

ACN FZ= 1mLE 2mL
dispersive SPE SEZ £Z!

ACN F£2 1mLE
2mL dispersive SPE §EZ 2

| E=easLE

30% SO A 2|

= =

30 S0t e A A2

il

|

13,000rpmOf| A 227F

[=] =
CIINEE

13,000rpmOi| A 227F

= =]
CEES

ACN 52 825uLE #[5t0{ CHE
FEE g4

30°COIM N, SES STHAIA A=

0.1% FAS] ACN 2 600uLE
£l (Reconstitute)

ZeA 2| U 221z

LIS FIBI LC/MS/MS LYEE FSt LC/MS/MS
EE= GC/MSOIM 24 L= GC/MSOIM 24

81 A L BE &9 &2 ZAFE /3 QuECKERS EN BXH7|ZE U +&
dispersive SPE, 2mL)

24



Y
]

x102

T 112 213 7 314
0.9

08
07 -
06
05
04 9
03 8

02 , 10
“ 1
01 - 3 5 6 1112}
0 ]A/\ J A
T T

T T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 756 8 85 9 95 10 105 1

Response units (%) vs. acquisition time (min)

T T T
1 15 12 125

82 EN 242822 HE[El 50ng/g Z7F AIFA] AlZ2S MRM ZZ0FE 38 I3 |D: 1. Methamidophos, 2. Acephate, 3. Pymetrozine, 4. Carbendazim, 5. Imidacloprid

X2 x|

6. Thiabendazole, 7. Propoxur, 8. Carbaryl, 9. Ethoprophos, 10. Imazalil, 11. Penconazole, 12. Cyprodinil, 13. Kresoxim methyl, IS: L{2 ZZ=ZZ. TPP.

H 1. 6mL dispersive PSE 52 (5 E HS 5982-5356)2] H7L A|2X| A& L S2%0] 3|48 L MM

10 ng/g fortified QC 50 ng/g fortified QC 200 ng/g fortified QC

3|+ RSD (n=6) 3= RSD (n=6) 3|8 RSD (n=6)
Methamidophos 85.0 8.3 87.7 2.7 95.0 9.4
Acephate 88.6 5.1 84.6 3.1 94.6 9.3
Pymetrozine* 68.7 3.7 65.7 1.5 71.9 10.8
Carbendazim* 94.0 5.4 91.4 2.7 5359 3
Imidacloprid 102.0 8.9 85.4 6.1 100.1 1.7
Thiabendazole™ 77.2 4.4 71.6 24 79.2 9.7
Propoxur 98.2 5.7 96.3 1.8 93.9 7.2
Carbaryl 98.5 36 94.0 1.7 97.4 12
Ethoprophos 102.3 6.0 95.3 1.7 91.0 6.8
Imazalil 88.8 6.4 86.8 28 93.5 1.7
Penconazole 104.5 25 96.4 2.0 84.6 55
Cyprodinil* 1015 42 92.2 24 86.8 16
Kresoxim methyl 99.7 6.1 97.4 1.6 95.3 6.9

“mo x| 5ot

flel ssgo 1l HE=

Agilent Bond Elut QuEChERS EN Extraction Kits (22 % 5982-5650)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kits for Pigmented Fruits and Vegetables
(5 H= 5982-5321 5! 5982-5356)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 ym
(B E M= 959963-312)

Ol

0o

2 X2 M2 EAI2{H agilent.com/chemOl| A 5990-4395ENS HASHAIA| 2.

25
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Agilent Bond Elut QUEChERS Acrylamide 7|E
Li OF3ZOt0|E A=

re) o
gt A8 ]

A4

0] 8804 M= methacrylamideE LHE E==ZE 2 0| E3H
AME% L Ot3Zot0|EE 2A517| ¢t OuEChERS
N2 MAelHE MdEEL|CL ofaZotn|E= =2
S FH2|E AE0AM | WAL = BASLICE
Ot=3Zlot0| =2l 2|+22 84 ~ 93.8% 2 L|Ct.
O] &M 2 pinary WX} C}O|2E 0f2|0] H=7|(DAD)7t
210nmS 2 MHEl Agilent 1200 Infinity A|2|= 7|7|2
o|8s = ASLICEH

g

217l =A

HPLC =

EER Agilent ZORBAX HILIC Plus,
4.6 x 50 mm, 3.5 pm

4 0.2 mL/min

4 2o 30 °C

g 5 L

0|54k S8 g2

A: 3% 5 mM Acetic acid
B: 97% Acetonitrile

24 A7k 10 min
Post time: 3 min
as: DAD, 210 nm

26

5! HPLC-DADE
E{ERSS 5990 5988EN)

QuEChERS XX}

Y A= 1g= 50mL B &E22|7|8 FEO| £

g0

SLICH

1,000uL 20ng/mL 1S, 1,000ug/mL AIHO|3
Ampo|Zstn 127t NA =5

Al =0

n-hexane 5mL &7t 127t M| 250 ELICt

ImL 22t 10mL ACNS 75t 1274

FAZ 250f FLicH

Ot=Eojn|E =&
Horstn 122t

nd Elut QUEChERS
| 4,000rpmOi| A 52

ﬂl|0
o
[
@
(=]
U

=
Has 7|E
2h iy Ea]

4n

Sl AL AbEOHS

| 7|

CHsCN &
dispersive SPE 1
I:l

s

(aliquot) Al 2 6mLE Bond Elut QuEChERS
mL S E(PSA, C18EC, MgS0,7t SOUS)E &
g%‘ﬂ-— %l 4,000rpm0i| A 527t RIA 22|

| =5

1,000uLE AHS AR F7| HIO|YE 2




21

; ANO|ZSHX| 2 QYU FES
64 7
5 6
5
2 4 24
£ 3] .
21 2
T4 1
0 : : : : : : : : : 0+

0 1 2 3 4 5 6 7 8 9 10 0 1 2 3 4 ) ) 6 7 8
Time (min) Time (min)

T8 2 2 FZE HIEMZS SE0IETY T8 3 Anjo/giet @ FEE0 AZ0fE T

H1. 2% A= L ot32ot0| = 24 9| 3|~ U RSD(n=6)

ST (ng/mL) %2|4=2 (n=6) %RSD(n=6)
500 84.0 32
1,000 93.8 2.2
2,000 92.2 15
o o o=
2o SEH M NES

Agilent Bond Elut QuEChERS Extraction Kit for Acrylamides (2= < 5982-5850)
Agilent Bond Elut QuEChERS EN Dispersive SPE Kit (£ = $% 5982-5156)
Agilent ZORBAX HILIC Plus Column, 4.6 x 50 mm, 3.5 ym (5:Z 3 959943-901)

0l MES E2A2{H agilent.com/chem | A 5990-5988ENS 4

0o

2 Xt=2|
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Agilent Bond Elut QUEChERS =&

GC/MSDS

L::O|= H A
o1 =T

(3 2 5990-6323EN)

AN
X2 =0k M

0l 220ME T LY Tt7 5%
2|¢t QUEChERS EN A2 T k2| ghHES M

= =

AES Nz2E U2 EOIES} 207t AfREI

2
=

L C.

O] 242 Agilent 7693 Automatic Liquid SamplerZt
MX|El Agilent 5975T LTM GC/MSD A|AEIE 0|83
SHE|ASLICE RTL 2T E 0= Agilent MSD
ChemStation2| Y FIL|LCt,

2171 =4

2171

A Agilent J&W HP-5ms LTM,
30 m x 0.25 mm, 0.25 pm

7tE HE: 248 N St H(phase)2| 1m
A, 7|t HE

GCMS A|AE: 5975T LTM

Inlet: Split/splitless

Autosampler: Agilent 7693

M =

Inlet 2L 280 °C

ek Tl

Fo| DL Splitless

St ItA; ug

5= . 26.878 psi, ¥ 2 nC

2MH: RT locked to chlorpyrifos methyl
at 16.593 min

LTM 22 2 70 °C (2 min), 25 °C/min, 150 °C (0 min),
3 °C/min, 200 °C (0 min), 8 °C/min,
280 °C (10 min)

Transfer line 2&: 270 °C

MSD QIE{H[O] A 270 °C

0|2 AA: 230 °C

Quad 2 150 °C

o|2%t RE: El

AMBE: Full scan, 50-550 u

EMV EE: Gain factor

Gain factor : 5.00

AZ EmM M 129V

S0 XA A|ZE: 3 min

28

E 3 Agilent 5975T LTM

A2} Blind StudyE J_HCHjT(fruiting vegetables) LH

QuEChERS Xk}

w29 K4 5gS 50mL RIME2(7|8 FEO £

5mL =2 718t 2 122 M7l =50 FLICH

10mL ACNS H71%t 2 30X S

QF M7 250f FLict

Bond Elut QUEChERS EN 3% 7

122 ES01E Fl 4,000rpmOi| M 527t {22

ACN &

=

o4 6mLE Bond Elut QUEChERS EN dispersive SPE 15mL

oo T

Edz g2

127t SEUZE T 4,000rpmOf| A 527 YA E 2|
A2E 022pm ZE{2 LEBE S 4ml EF (aliquot) AIBS
F5t Xts A2 F7| Hio| ol F&LCt
GC/MSD 242 2|2t A|2 =H| &tE
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Abundance

2.2e+07 1

2e+07 4

1.8e+07 A

1.6e+07 A

1.4e+07 A

1.2e+07 4

1e+07 A

8000000 o

6000000 -

4000000 A

2000000

M

T T T
Time —> 10.00

T T
20.00 30.00

22 g2 E0LE0) ADF0[ZE &9F0 S MA 0.2 ~ 1.0ug/g0/%, 2E 24 Ci& 22 2min LH0 DRS £ ZERJ0[0fA &< + L& LIC}

flel ss8Ho Xl HES

Agilent Bond Elut QuEChERS EN Extraction Kits (2= < 5982-5650)
Agilent Bond Elut QuEChERS EN Dispersive SPE Kit (5= < 5982-5156)
Agilent J&W HP-5ms LTM Column, 30 m x 0.25 mm, 0.25 pm (= H< 29091S-433LTM)

0| 22 X2 M2E ZA|2{H agilent.com/chem | A 5990-6323ENS A SHUA| 2.

0o

29
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Agilent Bond Elut QUEChERS EN 7| ES 0|28} LC/MS/MS
H

HS2 At L BRSO A

A0

H d
(LN

0| 220|ME SAt L 1274X| CHEL|(various classes)

2 5% NES
QuEChERS EN A|Z T2
S22U0| g2 &0
ClE StRE A22

=
F=4

=
258

o
dHS 43

cleanupdt?| /¢t 22t QI
LICE =Xt=
2 XEE0 JAoDZ MATt
LICt. MRM EEZ ES5t=

HAHE R 0|23} 7| 52| Agilent 6410 Triple Quadrupole
MS A|AEID} Agilent 1200 Infinity A|2| = A
JR0IEJEDE S 24 i %S AELICH
W 322 87% ~ 108%(H 93.5%) I L|CT.

o 44 m¥ o
o m 0¥ U
0z OF o

Post run:

= F7| M2k
mMs =2
ol 2E
TtA 2
A 84
Nebulizer:
Capillary:

Agilent Poroshell 120 EC-C18,
2.1 x 100 mm, 2.7 pm,
(B & H= 695775-902)

0.4 mL/min
30°C
10 uL

A: 5 mM FA in water
B: 5 mM FA in ACN

1:1:1:1 ACN:MeOH:IPA:H,0

w/0.2% FA

AlZH(min)
0

1

3
7
8
8.2
9

2 min
11 min

350 °C
10 L/min
40 psi
3,500V

% Acetonitrile
5

5

50
90
90

30

I
M (= 5990-6400EN)

QuEChERS E X}

T ESHE A|Z 2g(+ 0.1g)2 50mL A EZ|7|2 20| £

AlZ0f 100uL IS EH(10pg/mLe| TPP)S H 7l 50ng/g2 5=
ghsL|CH

] 2t £ 0] 72| Matal ZH7|S 21 10mL ACN &7t

w28 2122 E50] FLiC

ACN 2| &Z(aliquot) A|Z 6mLE Bond Elut EN dispersive SPE 15mL

£HZ 82

S I 127 ZEA H2IS B F 4,000pmOlA] 57 2N 22|

FEE ImLE 10mL FEZ 2! 7 40°C O[5 HAZ AX

IRES 045m HE QIO TEZ K2

LC/MS/MSE 24

T8 1. A L) &Sof 24E P/BF QuEChERS EN ZA}
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103,

e
o0 i w.

PRRER NN

wo—mLhwhrrunonLAboRo DY
-~

6 !
|| |
I
5 Aﬂ/\ B ’1”,|l 12”
LA JUL | I“\U:\. A\ " L
4 4.5 5 5.5

0.5 1 1.5 2 25 3 3.5 [ 6.5 7 75 g 85
Counts vs. Acquisition Time (min)

22 EN 24802 X{2[E 50ng/g &7 AIZS MRM 2 Z0HE 32 I/3 ID: 1. Acephate, 2. Pymetrozine, 3. Carbendazim, 4. Thiabendazole, 5. Imidacloprid, 6. Imazalil,
7. Propoxur, 8. Carbaryl, 9. Cyprodinil, 10. Ethoprophos, 11. Penconazole, 12. Kresoxim-methyl, IS: TPP.

H 1. Agilent Bond Elut QUEChERSS 0| 2%t X7t Zit AR L 52| 3|42 U 7iA

10 ng/ g fortified QC 50 ng/g fortified QC 200 ng/g fortified QC

32 RSD (n=6) g2 RSD (n=6) IR RSD (n=6)
Acephate 80.5% 5.4% 91.7% 2.9% 88.9% 8.2%
Pymetrozine 43.1% 3.0% 42.2% 3.4% 43.4% 9.8%
Carbendazim 114.6% 11.6% 97.6% 2.0% 105.0% 6.2%
Thiabendazole 98.1% 6.9% 90.4% 24% 81.7% 5.8%
Imidacloprid 104.3% 11.7% 108.6% 25% 93.9% 7.9%
Imazalil 97.5% 4.4% 87.8% 5.6% 92.4% 4.6%
Propoxur 98.1% 2.4% 110.2% 1.7% 107.8% 3.9%
Carbaryl 89.7% 11.4% 104.9% 3.3% 108.1% 5.2%
Cyprodinil 84.9% 2.1% 92.5% 3.7% 93.9% 5.5%
Ethoprophos 103.4% 3.1% 111.2% 3.2% 104.9% 5.7%
Penconazole 108.7% 2.9% 94.3% 4.5% 89.8% 3.3%
Kresoxim-methyl 105.7% 12.4% 96.4% 25% 99.2% 5.5%

flel sE-o 1l HES

Agilent Bond Elut QuEChERS EN Extraction Kits (£ = 1< 5982-5650)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kits for Pigmented Fruits and Vegetables (2= % 5982-5356)
Agilent Poroshell 120 EC-C18 Column, 2.1 x 100 mm, 2.7 pm (£& H= 695775-902)

Ol

0o

2 X2 M2 EAI2{H agilent.com/chemOi| A 5990-6400ENS HASHAIA| 2.
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Agilent Poroshell 120 LC Z& 2 AE ¢t Agilent 1290 Infinity LC
@} Agilent Bond Elut QUEChERS A& MMZ|HOZ MR W =
=EZ 53 (ZA = 5990-6589EN)

294 QuEChERS ™%}

0| S2UME M2 W 137IX| S E22 F£517| ?lot N
QUECHERS EN A|2 MX{2| HHHS MOISH|C} A T ESHEl AR 5g(+ 0.05g)2 50mL RAEEZ|7|2 FE| £

Lol SE2 HES 2t 242 Agilent Poroshell 120

EC-C18 Z& 0| ZHALE Agilent 1290 Inf|n|ty LCE o|&sH
HE=AELICE O] 2AHO| 2|22 91.6 ~ 107.2%

=4

30E Set HHERIE %BH AN=7t {E Hf':*oil Jteret2 g HEH
o

YLt

S B 3% SOt BHYA N2, 5mLo £ H7}

17| =4 =S T 105 SOt A Ka| 2, 10mLo) ACNE 2t EH0| &t

HPLC =
A Agilent Poroshell 120 EC-C18, 3.0 x 100 mm, FHE B30k sQt =50 FLCH

27 um (S HS 695975-302)
7171: DAD ZAZE7|7} ZAHE Agilent 1290 Infinity LC
45 0.8 mL/min Bond Elut EN & 7| H7
4 2 30°C
SIS 10 uL EHE SN 127 A =50 ELICH
PRIy 230 nm
oS4 Water-acetonitrile gradient
0|54 Ht: AlZH(min) % Water % Acetonitrile 4°COjlA 527t 2l &= 2((4,000rpm)

0 8020
6 50 50
3 10 90 ACN Z9| 23 (aliquot) A|Z 6mLE Bond Elut dispersive SPE 15mL
FEE &Y
FAg B 122 SHA M|

4°COllA 327t @I A E2((13,000rpm)

2mL2| 1:4 ACN/H,02 &3

0=t 230 M2, 2
=

= 0.2um cellulose acetate spin
filter2 ZE{™ ¥

mlo
rIE
4n

AE2E 25 A2 27 Bjo|2oj @n =7
ZE|X 122 5tof HPLC 24 28

S22 FAS /8 QuEChERS EN XA}

32
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mAU

25

f«———— Polar interferential
compounds

204 13
Nonpolar
interferential

0.5 ppm ATFO|Z HIEFA| 2 compounds

L MAMM_

0 2 4 6 8 min

22 HFEAIZ B! HFEMAIZ 0] 0.5ppm S| BEEES H7IYE 1jo) IZ0IETY

H1. ML Z22 HES 2lo HLEl QuEChERS 2A1HO| 3|2 U HEHM
=M3 sk B2 (%) %RSD (n=6)
Estriol 05 107.2 35
10 98.2 0.98
Prednisone 05 97.6 2.3
10 101.7 0.58
Dexamethasone 0.5 101.8 0.96
10 96.1 1.2
Boldenone 05 98.9 1.5
10 96.2 1.8
Hydrocortisone 05 103.5 15
10 92.3 0.23
Fludrocortisone acetate 05 104.3 1.9
10 91.8 0.17
Metandienone 05 100.0 1.4
10 95.6 0.25
Estradiol 0.5 99.4 13
10 97.8 0.54
Testosterone 05 98.0 0.85
10 98.2 0.15
Methyltestosterone 05 97.1 0.99
10 92.1 0.63
Estrone 05 103.4 1.2
10 925 0.68
Diethylstilbestrol 05 100.9 1.9
10 97.3 0.79
Hexestrol 05 98.5 1.6
10 91.6 0.81

flel sE-o 1l HES

Agilent Bond Elut QuEChERS EN Extraction Kits (£ = 1< 5982-5650)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kits for Drug Residues in Meat, 15 mL (25 % 5982-4956)
Agilent Poroshell 120 EC-C18 Column, 3.0 x 100 mm, 2.7 pm (& H= 695975-302)

Ol

0o

2 X2 M2 EAI2{H agilent.com/chemOi| A 5990-6589ENS HAUSHAIA| 2.
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Bond Elut QUEChERS Extraction 7
Ultra Inert GC Z &2 0| 2ot & L
5990-8108EN)

24

0| 380|M= & Ll 577tX| CHE 2| (various classes)
GC &M 7t5%t 542 FF U cleanupdt?| 91t
Z0HX Q1 QUEChERS EN A|Z MA2| ehHE MEBHL|CT
OHEHE = 9627HX| =<, CHAF &, ol &&= LH2H[A|

WEHEE S ZetSh= GC2F GC/MS RTL ClIO|E{H|O] A

5
E

7
o
=
o

(EE HS G1672AA)2 WU ESLICE O] M2 5975C

inert MSDZ} & X| £l Agilent 7890 GC, Agilent 7683
Automatic Liquid Sampler(ALS)E O| 8¢l =R} ELILCE.
stetE 22|= Agilent J&W HP-5ms Ultra Inert GC
AN t+EA}SLICE ERS B2 282

80 ~ 110%ILIC}.

7171 =A

Ge =

. Agilent J&W HP-5ms Ultra Inert,
30m % 0.25 mm, 0.25 pym (22 HS
190918-433Ul)

Inlet 2L 250 °C

28t ItA: 4E, 4y 4y B

HEE AZHRT) 2H:  Chropyrifos-methyl locked to 16.596 min

Fol e Splitless, purge flow 50 mL/min at
0.75 min

ek Tl

Q= 70 °C (2 min), 25 °C/min to 150 °C
(0 min), 3 °C/min to 200 °C, 8 °C/min to
280 °C (10 min), postrun: 320 °C (5 min)

Ms =

S0 X|H AlZH 4 min

MS 2k 230 °C (source); 150 °C (quad)

Transfer line: 280 °C

MS 2to|E3{2|: Agilent RTL Pesticide Library (G1672AA)
3! NIST08 Mass Spec Library

MS: El, SIM/Scan

AHDE: 22k H2|(50-550 amu)

|
1

QuEChERS E X}

Al
(=}

Mol somL 24 2207|8 FH

IS(TPP) 8H HIHEQE

22 GC A0}0]

ZE2 12|

o2

ACN 10mLE

2

Bond Elut EN QuEChERS £=¢Y 7|E X7}
S S 187 A EE0 FLCH

4,000rpmOi| A 527t 21 A E23]

ACN A= 6mLE Bond Elut dispersive SPE 15mL S22 2

122k

=
'

=L
=

I NEL

B A 2| F 4,000rpm0i|A 52

4

ZZE 05mLE A|Z HIO|ZZ

GC/MSE A& &M

34
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Abundance 47

380,000

340,000

300,000

260,000

52

220,000

180,000

140,000 %

54
100,000
55
60,000 % 5
20,000

Time 5.00 ' 10.0[]I 15.00 20.00 25.00 30.00 35.00
1 Methamidophos 12 Diazinon 24 Fenthion 36 Isoprothiolane 48 Fenpropathrin
2 Dichlorvos 13 BHC delta isomer 25 Chlorpyrifos 37 p.p -DDE 49 Tetradifon
3 Omethoate 14 Propanil 26 Parathion 38 Myclobutanil 50 Phosalone
4 Monocrotophos 15 Methyl parathion 27 Triadimefon 39 Endrin 51 Lambda-cyhalothrin
5 BHC alpha isomer 16 Chlorpyrifos methyl 28 Heptachlor exo-epoxide 40 p,p -DDD 52 Permethrin |
6 Hexachlorobenzene 17 Vinclozolin 29 Pendimethalin 41 o,p -DDT 53 Permethrin 1l
7 Dimethoate 18 Heptachlor 30 Isofenphos 42 Ethion 54 Cypermethrin |
8 BHC beta isomer 19 Metalaxyl 31 Quinalphos 43 p,p -DDT 55 Fenvalerate
9 Lindane 20 Fenitrothion 32 Triadimenol 44 Triphenyl phosphate™ 56 Cypermethrin Il
10 21 Pirimiphos-methyl 33 Methidathion 45 Iprodione 57 Deltamethrin
Pentachloronitrobenzene 22 Aldrin 34 Butachlor 46 Phosmet
11 Phenanthrene-d10* 23 Malathion 35 Dieldrin 47 Bifenthrin *HE EEEE

122 200ng/mLOjA & L &9Fe & 0]2 I Z0FETETIC)

flel 3880 Al HES

Agilent Bond Elut QuEChERS EN Extraction Kits (2= % 5982-5650)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kits (2= 3% 5982-5156)
Agilent J&W HP-5ms Ultra Inert Column, 30 m x 0.25 mm, 0.25 ym (2= $1= 19091S-433U1)

0| 88 Xt=2| HEZ2 EA|2{H agilent.com/chemOl| A 5990-8108ENS & ASHYA| 2.
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Agilent Bond Elut QuEChERS AOAC 7|EE 0|8

e~

o

t LC/MS/MS

HEE At L THr 59 45 24 (2= 5990-3937EN)

24

0| S80|ME= Atk LH 167HX| ZHR =2 HEo| F&

! cleanup= 98t QUEChERS(Association of Analytical
Communities(AOAC)Oll A| HXtSH Official Method 2007.01
2MH) A E dXN2/HE dELCH

=2 38HO Atut LY s2kof ™k $HA|(L0Q)2! bng/g=
SRS EV|E(MRLELCH 2N HELICH 3|4 Ao
ool s & 10,50, 200ng/gRILICE B 3|48
2= 76 ~ 117%(H = 95.4%), RSD= 15% O|oh(H
4.3%) 4Lt

O |> O T

36



QuEChERS ™%}

72171 =A
HPLC =7 RUSIE AR 15g(+ 0050)S ST 50mL HH221718 £
EO
A Agilent ZORBAX Solvent Saver Plus =
Eclipse Plus Phenyl-Hexyl,
3.0 x 150 mm, 3.5 ym = I
(_I?l_g IEI_-|§ 959963‘-1312) IS _gO_I‘i 1UOULE AIE.()" ﬁ]ll'Ol%'?_I‘ <> ]_"?__?_I‘ %E—i!ﬁ X‘I El
4 0.3 E£= 0.5 mL/min
a2k 30°C 1% OLHIE 40| S0f QU= ACN BHS 15mL H7t = 122t 4|
=g 10 pL S50 FLct
oS4 A: 5 mM NH40Ac, pH 5.0 in 20:80
MeOH/H;0 Bond Elut QUEChERS ADAC B&2 7|E M7} & =4S e 157t
B: 5 mM NH,0Ac, pH 5.0 in ACN grErl=a/ e Tes eL lad
M7 =&50{ ELICH
LIS MIA: 1:1:1:1 ACN:MeOH:IPA:H,0 (0.2% FA)
O| 54 HotE: o
AlZH(min) % B (mL/min) 4,000rpmOi| N 5E7H 1A= 2|
0 20 0.3
0.5 20 0.3
8-000 133 33 ACN A5 1mLE #|3104 Bond Elut AOAC dispersive SPE 2mL
10. ! 3 £z 27|7{L}, 8mLE 2/3}0d Bond Elut ADAC dispersive SPE
10.01 20 05 I5mLEHZ 97
12.0 100 0.5
13.0 STOP
Post run: 4 min 127 2 A X2 5 fage)
= F7| Mzt 17 min
= =
e FE2 20008 XS AE 57| HO|UZ 717, WRS HL
s0l2 2= Xt 80 gU0uLE B]4]
A 2 350 °C
ItA /4 10 L/min
Nebulizer: 40 psi LC/MS/MS ‘E‘A—-!% _?,|6I'_|' A|E ‘?'E'Hl QJE
Capillary: 4000V /1. A L 59F EAS 913 QUECHERS AOAC A/ FIX(2]
olo| oL H T =
?o SEHN M XES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (5£Z 'H= 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for General Fruits and Vegetables (2mL, & *H< 5982-5022) &L=
(15mL, 2Z H< 5982-5058)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 ym (22 H< 959963-312)

37
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1+ MRM (19210001 > 160.00000) low OC -1.d 1, 213 8 a1 4
0.95
0.9
0.85 -
0.8
0.75
0.7 4
0.65
0.6
0.55
0.5+
0.45 +
0.4 1
0.35
0.3+ 6
0.25 +
0.2 13

0.15 15
12

0.1 3 9
: 14
0.05 | 5 7 16
0 -
T T T T T T T T T T T T T T T

T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 1
Counts (%) vs. acquisition time (min)

T T T
1 115 12 125 13

322 10ng/g &2} At2t FZ 29/ I20f= 32 /7 ID: 1. Methamidophos, 2. Acephate, 3. Pymetrozine, 4. Carbendazim, 5. Imidacloprid, 6. Thiabendazole,
7. Dichlorvos, 8. Propoxur, 9. Thiophanate methyl, 10. Carbaryl, 11. Ethoprophos, 12. Penconazole, 13. Cyprodinil, 14. Dichlofluanid, 15. Kresoxim methyl, 16. Tolyfluanid.

120

O1mL EgmL

100 —

80

(%)

ogu 60
<+
10}

40

20

Methamidophos
Acephate
Pymetrozine
Carbendazim
Imidacloprid
Thiabendazole
Dichlorvos
Propoxur
Thiophanate methyl
Carbaryl
Ethoprophos
Penconazole
Cyprodinil
Dichlorfluanid
Kresoxim methyl
Tolyfluanid

2/ 3 1mL8} 8mL Al =29 dispersive SPE Z2f Hul

0| 28 Xtz MZ2E HA|2{H agilent.com/chem0l A 5990-3937ENS ZHAMSHAA| 2.

38
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Agilent Bond Elut QUEChERS AOAC 7| ES 0|23t GC/MS

HEZ AU TR sof d2 24|

294

0] 280X = Atzt LY 177tX] GC M 2| Ztsst CHS
(multiple classes)2| THF & 428 F= X cleanup

St7| 21t QUEChERS A2 XX 2|HS HESLIC Abat
FEE U BM UM 5% HE2 AE M2 Bit =
7tA I20tEOHI| /A EAH(GC/MS)2 selective

ion monitoring(SIM) 2E2 2AElL|C}.

Autosampler:
Inlet:

24t ItA:

E 2k
program:

Ms =2
Tune file:
JE:

Source, quad, transfer
line 2&:
S0 X[H AlZ:

Multiplier F1Q}:

HEE AIZHRT) TE:

Agilent J&W HP-5ms Ultra Inert,
30 m x 0.25 mm, 0.25 ym
(BE S 190915-433U1)

Agilent 7683 Automatic Liquid Sampler
Splitless

4z 9 o

Chlorpyrifos-methyl locked to 16.596 min
(nominal column head pressure = 22.0 psi)

70 °C (2 min), 25 °C/min to 150 °C (0 min),
3 °C/min to 200 °C (0 min), 8 °C/min to
280 °C (11.5 min)

1.0 pL

Atune.u
SIMM[E ME2 S8 Xtg2 B 2 &X)

2+2} 230 °C, 150 °C, 280 °C
3 min

Autotune T}

O HH

el s

o MOI NS S

s = 5990-4068EN)

QuEChERS E X}

=

MEl AR 159(+ 0.019)S 50mL A E2[7|8 S0 £¢

IS(TPP) 8 100, S ATHO|2st 5 (LR 2 oC AT}0|2
29 ATfo|2)) 127t ZelA K2

1%2| HAcE Eetet ACN 15mL ®7t

Bond Elut QUEChERS AOAC ==¢ 7|E &7t

FEs 2O 12 NAl 280 FLIC

4,000rpmOi| A 527 A7

SE=Z

Ak

Z Ml 1mLE #[5t0] Bond Elut AOAC dispersive SPE 2mL
£7|7{Lt, 8mLE #|5t0{ Bond Elut AOAC dispersive SPE
15mL FEZ 82

122F SEA X2], 2mL FEO| A2 13,000mp2 & 22
AMEE|, 15mL 22| Z2 4,000pmZ 527t ML 2|

FES500uLS A= HIO|ZE 82

GC/MSE 24

21 AtE L 2T 5 82 242 2/2t Agilent Bond Elut QuEChERS AOAC

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (5£Z 'H= 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for General Fruits and Vegetables (2mL, £ & < 5982-5022)
= (15mL, 25 #H= 5982-5058)

Agilent J&W HP-5ms Ultra Inert GC Column, 30 m x 0.25 mm, 0.25 ym (£ H= 19091S-433U1)
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2000
1800
1600
1400
1200-|
1000-| N

Abundance

800
600
400
200
0 .l . - L ———

T ——+ o —T— T T
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
Time (min)

2000
1800
1600
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22 A3t FEE2/GC/MS Z20METE (A) AF2f FEE HIEIAIZ, (B) 50ng/g &7} AF2F F£ZFE I3 ID: 1. Dichlorvos, 2. o-Phenylphenol, 3. Diazinon,
4. Chlorothalonil, 5. Carbaryl, 6. Dichlofluanid, 7. Dichlorobenzophenone, 8. Folpet, 9. a-Chlordane, 10. Endosulfan, 11. Dieldrin, 12. DDE, 13. Ethion, 14. Endosulfan sulfate,
15. Endrin ketone, 16. Permethrin, 17. Coumaphos. IS: Triphenyl phosphate (TPP).

120 O1mL | 8mL
100
80
S
g 60
<+
o
40
20
0L
» > c = = =l ) - @ c < w o ) @ c 73
s 5 £ & § § s &2 5 £ 5 8 2 £ & 3§ £
=] < N < < E] S S = 2 ° = > @ 2 5
= E £ 3 5 2 = = 8 a - a = g £
© > =] 5] ] ° =3 = E=] c = ) 5
a s 5 S S S b5 £ 5 & S
= = a c > = p=4 o
& S 2 2 w
S ° =]
S S
=
2
[=}
12/ 3. Agilent Bond Elut dispersive SPE 2mL 7|E2} 15mL 7|E2Z 2t2f ImL, 8mL A|ZE 248t 3]+82 U HL T Zof

0| 28 Xtz ME2E HA|2{H agilent.com/chem0ll A 5990-4068ENS A SHMA| 2.
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Agilent Bond Elut QuEChERS AQAC 7|E

ANSX W 2R s M2 EMELAE 5990-4305EN)

A1
0| 20M= AIZA| LH 187kX| CHE Q| (multiple
classes) GC =4 7tsot 8242 == U cleanupdt”|

2|t 214X Q1 QUEChERS ADAC A|2 MA 2| e S
AHBILICE dispersive SPE LH Graphitized carbon black
(GCB)Oll 2|3t WM 1 oo Afchal £ A2 | 2B} Y|

S5 B2 7T mo0] ELUS F/oHE 28 20

ABEIJELICH AIFX] FEZ W 24 Ty %QF
dE22 ANz MM EXt = 7tA I =0tED|T|/&E
EME(GC/MS)2| selective ion monitoring(SIM) 2E2
SMELICH

717l =4

GC =A

AH: Agilent J&W HP-5ms Ultra Inert,
15 m x 0.25 mm, 0.25 pm
(BEE H 190918-431U1)

Inlet: Splitless

Inlet liner: Helix double-taper, deactivated (2% H=
5188-5398)

24t 7tA: 4E

FT . s F0l= 19.6 psi(YH ™ =5,
H"nE1*| Z0l= 1.0 psi

Inlet 2 250 °C

z=olaf 1.0 uL

Split Bi= 7 HX| R
e er Tz

e
=

30 mL/min at 0.75 min

70 °C (1 min), 50 °C/min to 150 °C (0 min),
6 °C/min to 200 °C (0 min), 16 °C/min to
280 °C (6 min)

Post run: 3 min

Purged Ultimate Union (25 HS
G3186B) — 2418 ZE Hinlet

S Z A0 AL

YE 7tATL Purged Ultimate Union St

= Z0fl= 4.0 psi, HEZHA| Bol=
80 0 psi

Capillary Flow Technology:

Aux EPC 7tA:
Aux EPC &=:

HA: Between inlet and Purged Ultimate Union
(B2 HS G3186B)

Restrictor: 65 cm x 0.15 mm, 0.15 pm DB-bms Ultra
Inert

AZA: Purged Ultimate UnionZ} MSD A+0|2]
A

ms =

Tune file Atune.u

e SIM

Source, quad, transfer

line 2 Z}2F 230 °C, 150 °C, 280 °C

0o X|H Azt 2.30min

or Autotune T ¢}

Multiplier 1€}

Ly

QuEChERS E X}

o|23t GC/MS HEZE

] AZX| AIZ 15g(% 0,19/ 50mL

CRELRE

=l

ol
=

in

IS 8H 100uLE, 2R |‘

S
-

pao]
7
|_

_I--|>

ac
=2
=

Ito|3 89
EA X2|

4=1

HS
E

&

1% HAcO| £0{ = ACN 15mLZ H7}5I11 Bond Elut
QUEChERS AOAC =Z J|EE HIt

dispersive SPE SEZ 27!

THS B 202 127 MA 250 £ = 4,000rpmOf|l A
HEZE 2IMEE|
7|E 2N SN 2AMH
ACN =ZE 1mLE 2mL ACN =ZE 1mLE 2mL

dispersive SPE REZ 2!

| s=asLEd
nxsetEeanz | | 0% Ser =y A
13,000rpmOi| A 227t RIMEE| 13,000rpmOi| A 227 RIMEE|
ACN A& 825)LE F|5H0]
CE BEHE 4
30°COIM N, SES ETHAIA HZ
0.1% FAS| ACN 2 600uLE
X 3l (Reconstitute)
SEIA M2| 9 X230 M2
LS F5tH GC/MS LIS FI5I0] GC/MS
2M A 24 +H
21, AIFX| A|ZE £/t QuEChERS AOAC & EXH7|Z % +F dispersive

SPE, 2mL)
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12/ 2. dispersive SPE 7|Z 24 E(A) X dispersive SPE +& 2 #(B) 22 XLl 50ng/g X7} AISA A2 FZFE2/ 6GC/MS I Z20f= 32 1]7 ID:
1. Diachlorvos, 2. o-Phenylphenol, 3. Lindane, 4. Diazinon, 5. Chlorothalonil 6. Chloropyrifos methyl 7. Dichlorobenzophenone, 8. Chlorpyrifos, 9. Heptachlor epoxide,
10. Folpet, 11. a-Chlordane, 12. DDE, 13. y-Chlordane, 14. Dieldrin, 15. Ethion, 16. Endosulfan sulfate, 17. Permethrin, 18. Coumaphos. IS: Lf-2 ZEZ=EZ, TPP.

?lel s Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ = < 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for Pigmented Fruits and Vegetables
(2mL, BZ H< 5982-5222) S = (15mL, & H= 5982-5258)

Agilent J&W HP-5ms Ultra Inert GC Column, 15 m x 0.25 mm, 0.25 pm (£& ¥ 19091S-431U1)



H 1. AOAC dispersive SPES A28t A|2X| LC/MS/MS 2A ZoH(A|22F 1mL, 2mL §E)

Low QC (10 ng/g) Mid QC (50 ng/g) High QC (200 ng/g)
3|+E RSD B8 RSD 3|8 RSD
Dichlorvos 94.0 3.0 91.7 105 80.9 4.6
o-Phenylphenol 95.0 2.2 92.0 79 78.7 38
Lindane 83.7 3.1 93.9 12.2 91.8 33
Diazinon 97.3 43 95.6 9.9 91.8 33
Chlorothalonil* 475 6.8 44.9 6.6 49.4 43
Chlorpyrifos methyl 74.1 46 ni 45 722 5.8
Dichlorobenzo phenone* 97.5 7.6 66.8 39 68.8 6.8
Chlorpyrifos 88.3 3.0 79.6 35 71.0 35
Heptachlor epoxide 74.9 1.9 81.6 1.7 78.2 39
Folpet* NA NA 98.8 6.0 71.7 6.7
y-Chlordane 106.0 49 122 33 93.6 5.3
DDE 80.3 22 86.8 9.6 75.4 35
a-Chlordane 107.6 42 108.4 35 91.6 3.7
Dieldrin 99.7 26 93.7 9.6 78.9 34
Ethion 91.4 34 100.0 5.0 107.4 1.6
Endosulfan sulfate 93.7 48 97.3 8.8 89.8 43
Permethrin 84.7 5.7 74.8 9.9 84.6 6.0
Coumaphos* 98.4 55 84.2 95 81.2 3.2

“dispersive SPE =8 29

IR
il

0| 28 Xtz ME2E HA|2{H agilent.com/chem0l A 5990-4305ENS A SHMA| 2.
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Agllent Bond Elut QuEChERS AOAC 7|EE 0| &%t LC/MS/MS
A== AZK U o7 s 482 EM (A= 5990-4248EN)

AN QuEChERS ZEX}
0| 280|ME= AZX| L 137kX| CHESH Z(class) 2l
Ftig 59 ME S xZ 9l cleanupdt?| It 2 oHE QI

QuEChERS AOAC A|Z MX2| BHtHE AHEBtL|C}

AZ K| Al 15g(+ 0.19)2 50mL R M E2|7|8 FEO||

4m
e

dispersive SPE LH Graphitized carbon black (GCB)Oil 2|2t SIS e fEE SO el
HH X Zoko| Metark 243 sl ZSt7| o WH 1= - =
Sofof ERAS —%‘—7} H: —1‘—754 20| AFEE|ASLILCE
7|Z 3! £ dispersive SPEQ| X&I2 HE £M CHA 1% HACO| S0f Rl ACN 15mLE X 7}5t T Bond Elut QUEChERS
E A
=2 2|2 5 MAHY AHA SEEIR}SLILCE ADAC #& 7|E B2t
FAg B0 202 127 A 2501 & = 4,000rpm0i| A 527t
AnEa
7|7| =7 7IE 2MY =Y 2MY
| -
HPLC =2 ACN £ZE 1mLS 2mL ACN £ZE 1mLE 2mL
. . T== ML= 4m T== IML= 4m
ELE sﬁgﬁcrﬁg}g’iAx Solvent Saver Eclipse Plus dispersive SPE S22 £Z| dispersive SPE S22 £Z|
3.0 x 150 mm, 3.5 ym
(BZ 45 959963-312)
CE 03 EE= 05 mL/min | 20l 325,L M7} |
Y 2 30 °C
orar o nxserEgane | [ sz sotmeaa |
0|5 Ak A: 5 mM NH,0Ac, pH 5.0 in 20:80
MeOH/H,0 _ 13,000rpmOil A 2:27F 2l Al 22| 13,000rpmOl|A] 2:22F 2l A= 2|
B: 5 mM NH,0Ac, pH 5.0 in ACN
LIS MA: 1:1:1:1 ACN:MeOH:Isopropy! alcohol
(IPA):H,0 w/0.2% FA ACN &ZH 825uLE F|5tod
0| sS4 Mot 5 CE REHE 34
AZH(min)  %B (mL/min)
0 20 03 30°COIA N, S22 ETHAIAH HE
05 20 03
8.0 100 0.3 0.1% FAS| ACN 29 600uLE
10.0 100 03 X273l (Reconstitute)
10.01 20 05
13.0 STOP E8A X2 Y =201 X2
Post run: 4 min
& FI| Nk 17 mi o i o xlx
FI1A min UFEFS #[310] LC/MS/MS UNEFS #[BH0] LC/MS/MS
A E: L= GC/MSOIA EA EE= GC/MSOl| A 24
gole mc e e ) n
T2/1. A|FX| A2 E 9/3FQuEChERS ADAC & EXH7IZ Y 2F dispersive
A 2 350 °C SPE, 2mL)
TtA Q& 10 L/min
Nebulizer: 40 psi
Capillary: 4,000V
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32/ 2. dispersive SPE 7|Z 24 E(A) X dispersive SPE +& 24 H(B) L2 XY E 50ng/g B} AIZA A2 FZ££9 LC/MS/MS ZE20fE 72 I3 ID:
1. Methamidophos, 2. Acephate, 3. Pymetrozine, 4. Carbendazim, 5. Imidacloprid 6. Thiabendazole, 7. Propoxur, 8. Carbaryl, 9. Ethoprophos, 10. Imazalil, 11. Penconazole,
12. Cyprodinil, 13. Kresoxim methyl IS: Lf*2 EZ=ZZ, TPP.

?lel 3= Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (££Z = 5982-5755)

Agilent Bond Elut QUEChERS AOAC Dispersive SPE Kit for Pigmented Fruits and Vegetables
(2mL, & H= 5982-5222) EE= (15mL, & H= 5982-5258)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 pm
(B E M= 959963-312)
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£ 21} Graphitized carbon0| S U= Agilent Bond Elut
QUEChERS AOAC 7|EZ 0|28F A|S 4| = HH X =of
ol+=2| XXMM = 5990-4247EN)

17| =A

24

0| S80M= MATHCIZF ERE oY 3 MAS AT
Agilent Bond Elut QUEChERS ADAC 7| EE 0|88l AIZ*|
L soks BEAE off 24 KA Z2Z(SPE) THAIO A

S5 M7t o &S 0[X[=X|

=2 M-

ALLICE ADAC £ 24U Sof 87| 28| S50

o =

ol 20 3 SY=
4&, < 10% RSD). O] 24
0|83l M7t CHE &R
x

==}
I~ =
8ol oot ==

=~
O
4

=~

| % & LICH50%01 A 300%2
$He GC/MS & LC/MS/MSE

£l AZ| JiCI2 S 5% 422
PN

tE Zeotd ASLICH

ACN FZEE 1mLE 2mL
dispersive SPE SEZ £7!

ACN FEE 1mLE 2mL
dispersive SPE SEZ £Z!

| S22l 325,L ®7} |

0% Sot geA K2 |

o =
NEL

13,000rpmOf| A 2227t

30°COl M N, SES SHAIA

0.1% FA2| ACN £ 600uLE
X &5l (Reconstitute)

252 M2 Y £3T Az
UMZS F5t0] LC/MS/MS LHES FI510] LC/MS/MS
= GC/MS 24 A = GC/MS 24 A
2/ 1. dispersive SPE BX}S J|E BX SR SX ) 22X BA B EZ0

&h

47

f

S ¥ 4o
ofn me o I
0z 0o

LIS MIA:
0|54 HalT:

Post run:
& 37| Mz

GC =A

Z424.
=0o-

Inlet:
Inlet liner:

28t ItA:

Inlet 2&:

Inlet 2

Xolzk.

THO.

Split Hi= 7 HX| R4:
QE 2 oz .

Post run:
Capillary Flow Technology:

Aux EPC 7tA:
Aux EPC ©F:
HAE:
Restrictor:

HE:

Agilent ZORBAX Solvent Saver Plus

Eclipse Plus Phenyl-Hexyl,

3.0 x 150 mm, 3.5 ym

(RS H= 959963-312)

0.3 E£= 0.5 mL/min

30°C

10 pL

A: 5 mM ammonium acetate, pH 5.0 in
20:80 MeOH/H,0

B: 5 mM ammonium acetate, pH 5.0 in
ACN

1:1:1:1 ACN/MeOH/IPA/H,0 w/0.2% FA

AlZHmin) % B "5
(mL/min)

0 20 0.3

05 20 0.3

8.0 100 0.3

10.0 100 0.3

10.01 20 05

13.0 STOP

4 min

17 min

Agilent J&W HP-5ms Ultra Inert GC,
15 m x 0.25 mm, 0.25 ym

(B E H= 19091S-431U1)

Splitless

Helix double-taper, deactivated

(B & H= 5188-5398)

S22
ZE]

1.0 uL

30 mL/min at 0.75 min

70 °C (1 min), 50 °C/min to 150 °C

(0 min), 6 °C/min to 200 °C (0 min),

16 °C/min to 280 °C (6 min)

3 min

Purged Ultimate Union (28 HZ
G3186B) — 248 HAE I inlet

SHE2{ A0 AL

& & JtA T} Purged Ultimate Union S}
s 0= 4.0 psi, HEZA| S0fl=
80.0 psi

Between inlet and Purged Ultimate Union
(B2 H= (G3186B)

65 cm x 0.15 mm, 0.15 pm DB-5ms

Ultra Inert

Pu;ged Ultimate UnionZt MSD At0]2]

AZE




Y
B

120 —
T
100 — <
O SFA A7 1mL
O EFA FHI mL
B EFA Mt 8mL
gy @ 22X} 8mL
B0 I
i -
= T
w
7 -
Bl 6o
ml
=3
o
T
H
[o[[0]
il'J 40 —
O
xr
IH
20 —
0
Carbendazim Pymetrozine Thiobendazole Cyprodinil

22 dispersive SPES| +& SAHERA EHI) 2} 7[ZF S HERA FEHIN WA AZE 22 1mL, 8mL FHE ©jo Z2f b2

?lel s Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (2= < 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for Pigmented Fruits and Vegetables (2mL, 5% H% 5982-5222)
= (15mL, 25 M= 5982-5258)

Agilent J&W HP-5ms Ultra Inert GC Column, 15 m x 0.25 mm x 0.25 pm (£ HZ 19091S-431U1)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 ym (5 #< 959963-312)
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H 1. ESAES HIIst £H dispersive SPE cleanupS 0| 2312 uff A& S okof| n|X|= dE

= 2 (SR 2 3 B (SR "I

o|=E RSD (n=6) 2|8 RSD (n=6) HE U
Carbendazim 389 14.6 98.5 25 Positive LC/MS/MS
Thiabendazole 21.8 19.7 69.7 2.7 Positive LC/MS/MS
Pymetrozine 27.6 21.2 65.2 37 Positive LC/MS/MS
Cyprodinil 29.6 234 63.1 32 Positive LC/MS/MS
Chlorthalonil 211 16.4 47.3 5.9 Positive GC/MS
Coumaphos 30.1 24.0 87.9 6.1 Positive GC/MS
Dichlorobenzophenone 53.7 45 711 6.1 Positive GC/MS
Folpet 62.0 14.6 88.2 6.3 Positive GC/MS
Dichlorvos 88.8 6.0 20.4 89.8 Greatly negative ~ GC/MS
o-Phenylphenol 88.6 4.6 73.7 74 Slightly negative ~ GC/MS
Diazinon 94.9 5.9 81.3 4.0 Slightly negative ~ GC/MS
Chlordane 103.9 45 101.3 45 None GC/MS
Permethrin 81.4 1.2 83.3 5.1 None GC/MS
Acephate 95.5 5.6 99.8 47 None LC/MS/MS
Carbaryl 108.0 25 109.1 1.9 None LC/MS/MS
Propoxur 97.0 3.19 6.7 25 None LC/MS/MS

<
0o

2 X2 9| W22 EA|2H agilent.com/chemOf| A 5990-4247ENS ZAMBHYA| L.
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Agilent 1290 Infinity LC2} Agilent 6460 Triple Quadrupole LC/MSS
0| %t UHPLC/MS/MS HZEZE 0|RA L] 59 ZH(UHE

5990-5028EN)

294

0| 20f| M= EC Regulation 396/20050| A & ot
SATHZS|E7|F(MRL) O|sHIHY = kA0 A

10ug/kg) 2 ZEXst= O|RA LH 407HK| 5242 F&
5! cleanupSt?| 23t QUEChERS AlE MX 2| B S

MEHBHL|CE UHPLCS triple quadrupole MSS 0| 2%t

0|24 AIR L 30[2F £ Sopo| hat B A=A}
MR Yol ol S 2YLc

H A gl 7:7: II-OiO

Ol e X T
2H Of| A ’gﬂEl M_Eﬁ dispersive SPE cleanup°| skof|
CHot AT FI712 TAHEJ}SLICH HE otA = 500 ~
10ng/kg(ppt) 2, Ol= EUOIIA FH Bt MRL.O_I 10ug/kg(ppb)

Hot W &2 XL

MoedAd, RN 2t &

1

io)

\J

7] =

=
=
z

A mato|g
E

U

Agilent ZORBAX Eclipse Plus RRHD C18,
2.1 x 150 mm, 1.8 ym

0| S4: A: 0.05% (w/v) Ammonium formate +
0.01% (v/v) Formic acid in water
B: Methanol
45 0.5 mL/min
O| S 4 HItE AZH(min) %8B
0tob 10 to 65
5t0 6.5 65 to 95
6.5t0 8.5 95
85t0 10 10
2k 45 °C
=Y 2pL LIS MHE
(flushport, 5 s, water/methanol 1/1)
a&: MS/MS
o2z HRAZE| 0], 20|22}

Jet Stream Proteomics

UE A 2 250 °C
UE A & 10 L/min
Nebulizer 2f2: 30 psig
Sheath 7tA R 340 °C
Sheath 7tA 8% 11 L/min
ez Mt 4500 V
=EH e 500 V
+3

Dynamic MRM S8 XN= E1EZ
Delta EMV: 50

7| ANZk: 200 ms

50

QuEChERS Xk}

Al 1592 ZH8) somL 242278 FEof £
100puL TPP 4 Mt
Lot 22 AnolZ 84 &It
30% SO 2EA X2
OLMIELIEZ0 1% v/v OLME L 15mLE & 7t8t = Bond Elut AOAC

£5 J|E (RE H 5982.6755) K7}

wHS et 127 JAH 250 FLct
4,000rpmOi| M 527 A=

1mLe| AR E A|2IX| ZE{(pore 37| 0.2um, XM MEZQA BHE
B 5061-3366)2 ZUE{2ISH 7| SPE o*0| ™ 2ASLE =7t
cleanup =%

SIMEE|El FEH gmLE X|HE A|Z2 15mL Bond Elut AOAC
dispersive SPE FHE (8= H= 5982-5158)

13,000rpmOi| A 22 2¢

Ay=el

1mLe| A|ZE AlZ2IX| EE{(pore 27| 0.2um,

M AE20|E, £E H 5061-3366) 2 TEZS 5 2T 24
0/°é/ L ZZ & M2 BMS /8t Agilent Bond Elut QuEChERS AOAC



Y
B

*5.975 x101 *5.972

. Quantifier Qualifier
5 328.1>282.1 ' 328.1 > 2541

Counts

T T I T T T I I T T T
57 58 59 6 61 6.2 6.3 57 58 59 6 61 6.2 6.3
Acquisition time (min) Acquisition time (min)

Calibration R = 0.9998

Relative responses

T T T T T T T
-1 0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21
Concentration (ppb)

2/ 2. L0D(0.5ppb HEZ &) 0flA{ 28] transition 2| 0|2 R&= LIEFNE I Z0FETEH U 0|24 Lf fluazifop Off LHEF Z/EFA

51



2]
. 1 b ]

Counts vs. acquisition time (min)

23 1Ppb &= ADfO|ZIE 0|24] A2 2 3Z5S/ MRM ZZf{quantifier transition 3t HA|E). A|20f dispersive SPE X{2|E +3fX] Yo LfE F=ZZF 9|
transition 2 01 7[0f] HAIE[X] 2&L/Cf

flel 3880 Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (5 H< 5982-5755)
Agilent Bond Elut AOAC Dispersive SPE Tube for Fatty Samples (£ 3 5982-5158)
Agilent ZORBAX Eclipse Plus RRHD C18 Column, 2.1 x 150 mm, 1.8 pm (£& H< 959759-902)

0l

00

g =2 HE2 E A2 agilent.com/chem Ol A 5990-5028ENS HAMSHYA| 2.
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Agilent Bond Elut QUEChERS AOAC 7|E 5! HPLC-FLDS

|2t

CF 19 S| = HIsH &

= o= L AZ0i0|E T E S (2= 5990-5395EN)

A4 QuEChERS Z*}

0| 38Ol M= fluorescamine= 0| 8%t A3 ™ FH|%} B — = = =
& HPLCFLDE ©f 28 Lfo| MEOID|C 2 A=t e B 2] 202 ZF SomL HHE2|718 K0 gD
2|5t QUECHhERS AlE MAE2|'HE MHSLICE 282

76.8 ~ 95.2%0| M, HPLC-Fluorescence detection(FLD) 1,0004L 20pg/mL 1S, 1,000pL 10pg/mL AI[|-0|9I gaoz
SO 9Zo| MEOID|C ASE 95t Yo Hu ARE ATjo|2¢ = 122t M2 250 FLict

E'c' ?J%El &Lct.

O] 2M2 binary HEI} EX|=| 0 H& HE7((FLD)7t £ 8mLE H7I3tD 30X S0t N7 E50f FLICH

Ay = 405nm, Ay, = 495nmZ M El Agilent 1200 Infinity

N2|Z= 7|7|E ol88f fHE|ALLICE stets 22l

Agilent ZORBAX Eclipse Plus C18 ZZ0f| A 2t4E[Q o0 1% HOAc £ &R36t= ACN 10mLE E7tst 122 MA =50] FLCt

H|0|E{ X{2|= HPLC 2D ChemStation Software0i| A

HHE[A}SLICE

Bond Elut QUEChERS AOAC =% J|IES ®Itstn
122t 28 %l 4,000rpmOf| A 527 RIME 2]
Z=(aliquot) A|2 6mLE Bo nd Elut QUEChERS dispersive SPE 15 mL
-.'-ErEE £7|1 1272t ZE0E F 4,000rpm0i|l M 527t A EZ

17| =4
HPLC =7 ZEE 4mLE CHE FEE §7]1 N, 5 AH3H 35° COlM 2=
ZE: Agilent ZORBAX Eclipse Plus C18,

4.6 75 mm, 3.5 ym ZZH 200uLE 600pL 0.05M NaOAc pH 3.52 28zt
oz 1 mL/min 0.02% fluorescamine 200pL F7tst1 1272t ES0{= H,

60min incubation
ZE 25 25 °C
FE 5 pL
2M2 9ot AR FH| 2t&

0|5 A A: 0.05 M Sodium acetate pH 4.5 HPLC-FLD £4 212 Al |

B: MeOH 211, 5 28 U SEOI|E BAS £I# QUECERS ADAC A/Z F42] SA}
0|54 Hat AlZHmin) % B

0 35

35 41

50 b5
as: Ex = 405 nm Em = 495 nm

53



Y
i)

0.155 —

0.15 -

0.145 -

0.14 -

Intensity (LU)

0.13 -

e WNWMW{W%WWMWMW

0.125 i i i
0 5 10 15 20 25
Time (min)

30

T2 5 28 £28 HEAE F=01ETY

T
0 5 10 15 20 25 30 35 40
Time (min)

45

50

T2l 3 50ng/g &2 ADJO|ZIE B 28 FZFE I20ME T2 1. Sulfadiazine ; 2. Sulfathiazole; 3. Sulfapyridine (1S); 4. Sulfamerazine;
5. Sulfamethazine, 6. Sulfamethizole,; 7. Sulfamethoxypyridazine, 8. Sulfachloropyridazine; 9. Sulfamethoxazole; 10. Sulfadimethoxine.

Flel S8 Xl HEE

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ 3% 5982-5755)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit (2= H< 5982-5158)
Agilent ZORBAX Eclipse Plus C18 Column, 4.6 x 75 mm, 3.5 pm (5 H< 959933-902)

0| 22 X729 M2S ZA|2{H agilent.com/chem M| A 5990-5395ENS ZAHSHUA| 2.
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Agilent Bond Elut QuEChERS AOAC 7| E2} HPLC-FLDS

¢t

—

OF LH CetttHErot A M (LM E 5990-5441EN)

24
0| SB0lME x| SR 167X

CletelsFRERSI4= 4 (PAH)2| =S 2/ QUEChERS
AOAC A2 MK 2|HS MHSL|CE 370 "It s 0f|AQ
BEME 3|42 H = 834 ~ 101%, AL EZ TX}Q|
HQ|= 0.6 ~ 1.9%L|C},

O] 2M2 hinary WO} A2t HE7|(FLD)7t HX| =l
Agilent 1200 Infinity A|2|= 7|7|E 0|88l +EE|JCH,
H|O|E{= HPLC 2D ChemStation 2 I EI|0{0{| A
HMe|=|AELICE o] M2 Efglot UM 2
3|22 Y@M OH, AX| PAH A2 EX 22|
HAEO 0j< HetgtL|Ct

THd

17| =4
HPLC =7
ZE: Agilent ZORBAX Eclipse PAH C18,
4.6 x 50 mm, 1.8 pm
& 0.8 mL/min
Yy em: 18 °C
FE 5 pL
0|54 A: Deionized H,0
B: CH3CN
0|54 Hat AZHmin)  %B
0 60
15 60
7 90
13 100
A= 230nm(Acy)2l UV, Hs}st= &2
S5(Ex) IHE 9 2HE(Em) THE
opEt
Ex/Em
AlZH(min) ot&Hnm) ZHEE PAH
0-5(E2 EE2M) 260/352 Nap, Ace, Flu, Phe, Chr
0 - 14(ZAH) 260/420 Ant, Pyr, BeP, DahA, BghiP
0- 1482 FEM) 260/460 Fin, 1,2-BaA,BeA, BKF, InP

b5

QuEChERS M X}

THOE 07 AE 592 EF6l 50mL A E2E2|7|8 RE £

2,000pL AIH0|F BAMS A|Z0i| A0H0| A5t 122F MA|
=50 ZLct

==
==

8mL ACNS & 7tsta 122F MIA| ELICH

1% HOAc £ &/3t= ACN 10mLE H7tst 122 MA 2501 FLCt

Bond Elut QUEChERS AOAC ==

%] 4,000rpmOf| A 52ZH

7|E2 Hotstn 127t B50f

=]
=] =
CINEE

rlo
A

£ (aliquot) A| = 6mLZ Bond Elut QUEChERS dispersive SPE 15 mL
SHE 7|0 122t 250{& T 4,000rpmOll A 527t JAE2]

0.45um PVDF A|2IX| ZHZ ZEZ

FEE 1MLE X3 Az FY7| o=

HAMS o
=4S gt

HPLC-FLD

T2/ 1. 0{F L PAH 24/ /3 QUEChERS AOAC AlZ A= EX}




Y
1]

0.4+

302

Time (min)

22 O|F FE£ HIEIAZS I 20fE T I 20fE Tan] T2 88 AHZ 9| H 104 812! 7}SBILICt Baseline IZ0FE 129 E£/8Z IEHS
260-nm/352-nmE AFE3IA LM J|EF E5/ 8HE THE ZZ0|AE 2H 0] LIEFIA] SiRt& LTt

12
1
10
5
8,
6 9 12 13
2 64
4

4 2 3 8 14 15

_.-.—WMJ v 10 1 16

2 AN

0 \ \ \ \ \ \

0 2 4 6 8 10 12 14

Time (min)

23 L} 2 BlR0H= ALO|ZEl 0F A|Z29/ S HPLC - FLD I Z20FET2 1. Nap; 2. Acy; 3. Ace; 4. Flu; 5. Phe; 6. Ant; 7. Fin; 8. Pyr; 9. BaA; 10. Chr; 11. BeP:
12. BeA; 13. BKF; 14. DahA; 15. BghiP; 16. InP. O A|£2| AI}0|Z! s = H 1 LICHEE XF=29 H 3 A X). IZ20FETZo FEM B S5/4% IfAI2
260-nm/352-nm; H2M 229 S5/8HF TFZH2 260-nm/420-nm; EL2 FEM HHo| S5/8% TFEH2 260-nm/440-nm 2/L|CF Acenaphthylene 2| Z2 230-nm 2/
Ate|4 ZZE0| AFEEILICE

elol SEH MRIHEE
Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ 3% 5982-5755)
Agilent Bond Elut AOAC Fatty Dispersive SPE Kit (15mL) (£ H<% 5982-5158)

Agilent ZORBAX Eclipse PAH C18 Column, 4.6 x 50 mm, 1.8 ym (£ H< 959941-918)

o] 22 Xtz ME2 EA|2{H agilent.com/chemi| A 5990-5441ENS ZHASHIA| L.
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Agilent Bond Elut QuEChERS %! LC/MS/MS&

Z1
(=

2t

.
o|-|:I

—

|E¢et ZHXF

Lif Of3 ZOIO[E EM (L= 5990-5940EN)

270

0| S8UME= AZE 7|HO R LC/MS/MSE, LHE
HEZEEZ 3Cs-acrylamideS 0|35l 24Xt £l LK

O3 ZOt0|=EE £M3H= QuEChERS Ot ZOIO|E =&
CHA|2F AOAC dSPE cleanup Al MK 2|'HES HHSILICE
ofaZoto| =2 3|4&22 97 ~ 116%LICE O] EM0f=
Agilent 1200 Infinity LC A|2|= 7|7|2} Agilent 6460 Triple
Quadrupole LC/MS A|AEIO| AL E|AH&LCE

Ot ZotO|E FZ Gl cleanup= 2I$t Agilent Bond Elut
QuEChERSO| 7|2t5t0d 7ot =1 ZHMSE LC/MS/MS

= MS e,

717| =7

Lc/MS/MS =

=k Reversed C18,
2.1 x 150 mm, 3 pm
ZE 25 30 °C
S0 Z=(%B): 2.5% Methanol/97.5% of 0.1% Formic acid
/& 0.2 mL/min
ESNES 10 pL
24 AlZk: 7 min
Post run A|Zt: 3 min
HE 2M7|: Positive electrospray ionization mode with

jet stream technology
4,000

500 V

325°C at5 L/min
350 °C at 11 L/min

Wz Me
LE M
Sheath 7tA 2&:
UEIMA 2

57

(=13
=

500pL 1,000ng/mL '3Cs-acrylamideS A|Z0i| A1t0|Z

SIA 5mL &7t = 2EA Ha|

= 10mL, ACN 10mL, Bond Elut QuEChERS O3 ZI0I0|E ==Y
F|EE HItstn 122 MAH &80 ELct

5,000rpmOi| A 527t &I

=2

A H|

=

50mg PSA % 150mg MgS0,2 =Xl 2mL
oto| == /22| Hio|hof| H7t

=
=

5,000rpmOi[A] 1

s

=4

EZEZE 500uLE XH5 A= FT7| HO|2 2

I=PS|

==

LC/MS/MSZ

Lf ok E0f|E 2442

?/3 QUEChERS A|Z ZIX{2] ZA}




Y
1]

x10?
8
MRM transitions:
! S
3 1 12C-AA 72.0~55.2
s 12C-AA 72.0- 26.7
— 13C-AA75.0-58.2
4 13C-AA 75.0~ 29.0
3
2

&2 10ng/mL OfFE/0t0[= BFZ X 500ng/mL LHE HZ=ZE 13Csacrylamide S| I Z0FE 12

H 1. ATfO|ZEl Zx} £ AlE L) ot3Rotn|= U 1:1 EOtMELIEZL| £|4& 3 RSD(n=3)

HEZIA of3 2ot = Amo|3 S (ng/mL) %22 (n=3) %RSD (n=3)
1:1 2:ACN 50 116.6 4.07
1:1 E:ACN 100 114.06 4.85
UxtHA 100 97.14(blankE EH = 5.04
ZxE 200 97.50(blankZ 2 = 2.55

Flel S8 Xl HES

Agilent Bond Elut QuEChERS Extraction Kit for Acrylamides (2= < 5982-5850)
Agilent Bond Elut AOAC Dispersive SPE Kit, 2 mL (5% = 5982-5022)

0| 22 Xtz M22 2 A|2{H agilent.com/chem | A 5990-5940ENS HASHUA| L.
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Agilent J&W DB-35ms 5! DB-XL
=]

BGC ZEHZ o|E3%t &7 =Z&! Lf

m
PCB2| GC/pECD &4 X =2l (&l = 5990-6236EN)

24

0| 380|M = 07 == L§ 195 PCB(polychlorinated
biphenyl)E 3% 5! cleanupdt”| 2|8t QUEChERS A2
MAE|HS MHESIL|Ct ALIO|3 3|48 He|=

72 ~ 116% & LIC}. dual pECD ZZ7|2t dual capillary

GC ZHO| Z&H=l Agilent 7890A GC A|AEIQ|
ALBEIRCDZ, sHHO| FAOZ BEME S A0
Al gl stolst 4= QIELICE Of7|0f AF2El GeE 3t
unpurged two-way splitter capillary flow technology(CFT)
ZHH[7F ZEE[ o JAELICE

= =
(BZ S 5982-9313) 127 ZEIA K2

’ 1%2] HACS Z e}t ACN 15mL &7}

| 127 2EA H2|

Agilent Bond Elut QUEChERS AOAC == 7|E X7t
(BE HS 5982-5755)

= =)
£

2 = Geno/Grinder®ll A 1,500rpm2 2 127 MA 259
FLCt

jo

4,000rpmOf| A 5EZt A |

ACN 4Z%H 1mLE #|5t0] Bond Elut Bond Elut AOAC fatty dispersive
SPE 2mL EE (Z HS 5982-5122)2, &= 8mL= /5104 Bond Elut
AOAC fatty dispersive SPE 15 mL S.& (5Z 3 598).5158)2 22|

127t 28A N2|, 2mL §E229| A2 13,0000mpl 2 227t |IME2],
15mL SE9| AL 4,000rpmZ 527t 2IAME 7]

FES B00ULE XS AlE FY7| HHo|EZE &Y

GC uECDZ 2AM

T2/ 1. 0|8 242 23t £ X5 Agilent Bond Elut QuEChERS AOAC 3 FIA}

2171 =A

HPLC =

EERE

44
i)

Dual pECD:

Agilent J&W DB-35 ms,

30 m x 0.25 mm, 0.25 pm

(B8 HZ 122-3832)

Agilent J&W DB-XLB,

30 m x 0.25 mm, 0.50 pm

(B2 HZ 122-1236)

dual pECD ZE 7|7t 2=l Agilent 7890A
Agilent 7873B 5.0 puL A|ZIX]|

(B E H3 5181-1273)

2-way unpurged splitter capillary flow
technology (& H= G3181B)

A 85cm/s, ¥H R4 2

3.5 mL/min

1.0 pL splitless; 250 °C,

Purge flow 50 mL/min at 0.3 min,
Gas saver 50 mL/min at 2 min

110 °C (0.1 min), 25 °C/min to 200 °C
(0.5 min), 10 °C/min to 240 °C (0.5 min),
30 °C/min to 325 °C (1.5 min)

1 pL, 250 °C splitless, purge 50 mL/min at
0.3 min, gas saver 50 mL/min on at 2 min

350 °C, N, makeup;
constant column + makeup = 30 mL/min

S5 ZZ(Flow Path) 22

HFO| &t

Septum:
Inlet seal:

Inlet liners:
Ferrules:

CFT I|&:
CFT ferrules:

20x Magnifier:

Amber screw top glass vials
(BE H= 5183-2072)

Blue screw cap (22 H= 5182-0717)

|
HO| A& (Insert): 100 pl glass/polymer feet

(BE H3 5181-8872)
5pL (B8 HS 5181-1273)
Advanced Green (& <= 5183-4759)

Gold plated inlet seal
(B & H= 5188-5367)

Deactivated dual-taper direct connect
(BE HSZ (1544-80700)

0.4 mm id short; 85/15 Vespel/graphite
(BE H3 5181-3323)

Internal nut (& H< G2855-20530)

SilTite ferrules, 0.25 mm id
(BE H3 5188-5361)

20x Magnifier loop (£ = 430-1020)




Agilent J&W DB-35 ms 21

IUPAC 1
Trichloro-m-xylene (SS)
IUPAC 5
IUPAC 18
IUPAC 31
IUPAC 52
IUPAC 44
IUPAC 66
9. IUPAC 101
10. IUPAC 87
11. IUPAC 110
12. IUPAC 151
13. IUPAC 153
14. IUPAC 141
15. IUPAC 138
16. IUPAC 187
17. IUPAC 183
18. IUPAC 180
19. IUPAC 170
20. IUPAC 206
21. Decachlorobiphenyl (SS)

PN =

32/ 2. Agilent J&W DB-35ms % DB-XLB GC ZE/ Q2 2AEl 50ng/mL X7} 0/ Z£ZE9 GC/uECD I Z0ETZ, T Z0HE T ZHE S8 X129 & 1014 &l
IHSELICH

Flel sEgo Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ H< 5982-5755)

Agilent Bond Elut QuEChERS AOAC Fatty Sample Dispersive SPE,
2mL BE, B E H3 5982-5122) EE= (16mL §E, 25 #H< 5982-5158)

Agilent J&W DB-35ms Column, 30 m x 0.25 mm, 0.25 pm (& HS 122-3832)
Agilent J&W DB-XLB Column, 30 m x 0.25 mm, 0.50 pm (& H= 122-1236)

0| 22 X729 M2S ZA|2{H agilent.com/chem | A 5990-6236ENS ZAHSHUA| 2.
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Agilent Bond Elut QUEChERS AOAC Z=Z 7|E2} Universal
Dispersive SPEE 0| 2°¢F AF ot Al A= L} THE sof &

2M (WA= 5990-6558EN)

274

0] S80IM= L&zt At A= LY ZHRE GC/MS
2ME 28 AOAC buffered Z=E'H 1t universal dispersive
SPE EMHO R A|RE HXN2[ot= WHS dFHELIC]
O] 2Mof|lM = CHet B(class)2| 267tX| 542
HASIH O, Agilent 7890 GC A| AE! Dt Agilent 5975C
Al2|= GC/MSD2] selective ion monitoring(SIM) 2EE
0|83t tHEASLICE ZE oS0 ZHE=EO|
AEE|X| gfUon EFSt MY S LIEFHSLICH

717]| =4

GC =

A Agilent J&W HP-5ms Ultra Inert,
30 m x 0.25 mm, 0.25 pm
(BE H3 190915-433U1)

FA LA Agilent 7683 Automatic Liquid Sampler
with 100 sample tray

Inlet: Splitless

2ut JtA; dg 9y g4 BC

QE 2 nZaH: 70 °C (2 min), 25 °C/min to 150 °C (0 min),
3 °C/min to 200 °C (0 min),
8 °C/min to 280 °C (7 min)

FE: 1L

Ms =

Tune file: Atune.u

=, SIM

Source, quad, transfer

line 2k Z}2F 230 °C, 150 °C, 280 °C
0o XA Alzk: 4 min

Multiplier Z1¢}: Autotune T ¢}

QuEChERS Xk}

9 Amfo|Z S AR AT YS T 127t BEHA M|

ACN(1% OtMIEAf) 15mLE H7tstn 30k St MA =50 FLICH

122t Z501F F 3,000rpm0ilA 227t HME2

ACN Z9| 23 (aliquot) A|2 1mLE universal dispersive
SPE £ E(MgS0,, PSA, C18, GCB X &hZE F7|11
30X St ESHIA K| = 227t Y&z

(e T e = e

FES 05MLE XS Az FY7| HIO|2Z FY

g,

QALK AL L &9 EX2 2/3F QUEChERS A2 &IX2] ZAf

61




b
]

10000, 3) 1. Dichlorvos 15. Procymid
- . . ymidone
o dYF FSSHEAME 2. a-BHC 16. Endosulfan |
7000 3. Hexachlorobenzene  17. Dieldrin
6000 4. B-BHC 18.4,4 -DDE
5000 5. y-HCH 19. Endosulfan Il
4000 6. Disulfoton 20.4,4-DDD
gggg 7. Chlorpyrifos methyl 21. Endosulfan sulfate
1000 8. Methyl parathion 22.4,4'-DDT
0 T T —_— 9. Heptachlor IS *TPP
10.00 15.00 2000 2500 10. Fenitrothion 23. Bromopropylate
200001 b) 11. Aldrin 24. y-Cyhalothrin
18000 12. Malathion 25. Fenvalerate
16000 13. Chlorpyriphos 26. Deltamethrin
14000 14. Parathion
12000
1000073 1
8000
6000
4000
2000
10,00 15.00 20,00 25.00
22 (a) LAFE FZE2 HIEIAIZ U (b) QUECKERS Al2 FIAE]Z HAI ADf0]Z QFANSE X229 GC/MS 24 Bt
fgggg a) AT} 2E 2 HIEIA| 2 1. Dichlorvos 15. Procymidone
2. a-BHC 16. Endosulfan |
16000 . .
14000 3. Hexachlorobenzene  17. Dieldrin
12000 4. B-BHC 18.4,4 -DDE
10000 5. y-HCH 19. Endosulfan Il
8000 6. Disulfoton 20.4,4'-DDD
6000 7. Chlorpyrifos methyl  21. Endosulfan sulfate
4000 8. Methyl parathion 22.4,4'-DDT
2000 M 9. Heptachlor IS *TPP
0 1000 15700 _ZOJ'F 25,00 30700 3500 10. Fenitrothion 23. Bromopropylate
b) 11. Aldrin 24. y-Cyhalothrin
20000 Adto|2El x= 12. Malathion 25. Fenvalerate
18000 1 ol e At xE= 13. Chlorpyriphos 26. Deltamethrin
16000 14. Parathion
14000
12000
10000
s : %
4000 jlf 6 59 1:]114
2000
: | S T I ‘ |
10.00 15.00 20.00 25.00 30.00 35.00
8/ 3 (a) AF2} FZE BFEIAIZSF (b) QUEChERS AlE FX{2|E HEI ALFO|Z! AFDf F£ZEE9] GC/MS 241 Z.
—
elol SEHo Mo KES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ 'H%5982-5755)
Agilent Bond Elut QuEChERS AOAC Dispersive Kit for All Food Types (£
Agilent J&W HP-bms Ultra Inert Column, 30 m x 0.25 mm, 0.25 pm (£ H= 190915-433U1)

ol s&

AR MEES E A2 H agilent.com/chemOi| A 5990-6558ENS ZAH

= H= 5982-0029)

SIMA L.
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Agilent J&W DB-35ms Ultra Inert GC ZE S
d

742

|25t GC/MS/FPD

0
=2 At A& L R7121A < —E M (= 5990-7165EN)

274

O] S8UME Mt =E= L X2 ppm 5= 3 I0|F

=EQ 77 |°|71I(OP) S URES M= =2

rapEol o] chal @HRILICE 2 S8 ultra-inert
.I

GC ZH(MSY 7I%9I HIZA ZE), QUEChERS A|E
cleanup2 0|83l 20| L3t 0P s TFSUHAM =
Z2 2NE €2 = UASLICL O] =M= flame
photometric detector”?} LHZHEl Agilent 5975C MSD,
Agilent 7890 GC, Agilent 7683B Automatic Liquid Sampler
7t M EEIASLICH

E3El A= 15g(+ 0.1g)2 M6 s0mL RMEZ|7|2 EE0 E¢

Che EEE/1S 8912 7131 LQ#l 42 ¢ ATf0[3 84S
F71% = 127t 2EA A2

AlZ20i 15mL ACN2F 27H2| Mi2tal Z & 7| M7t
(FZ ¥ 5982-9313)

Agilent Bond Elut QuEChERS =& 7|E M7}
BE H5 5982-5555)

Geno/Grinder®i| A 1,500rppm2 2 127 MA| 250 FLICt

4,000rpmOi| A 5EZF A 3]

2 5! xAE AOAC dispersive SPE 15 mL
FHZ g

(& = 5982-5058)

122 SEIA M2| | 4,000rpm0l| M 522F 1 &l22

P

E22 K= A|B FQ7| Hio|2%Z 22

2171 =A

GC =7

Z: Agilent J&W DB-35ms Ultra Inert, 20 m x
0.18 mm, 0.18 pm (£ H= 121-3822U1)

GC/MSD: Agilent 7890 GC/Agilent 5975C A|2|=
GC/MSD

Sampler: Agilent 7683B Automatic Liquid Sampler,
5.0 uL A|ZIX| (22 H= 5181-1273)

CFT ZHH: Purged 2-way splitter (= H= G3180B)

H5HH| 3:1 MSD:FPD

MSD restrictor: 1.2 m % 0.15 mm id deactivated fused silica

tubing
FPD restrictor: 1.4 m % 0.15 mm id deactivated fused silica
tubing
PCM 1: 38 psi, YW ¢H HE
Inlet: 1 pL splitless; 250 °C, purge flow
60 mL/min at 0.25 min, gas saver on at
2 min 20 mL/min
24t kA EF, 95°COll A UH 2t 435psi R
QF: 95 °C (1.3 min), 15 °C/min to 125 °C,

5 °C/min to 165 °C, 2.5 °C/min to 195 °C,
20 °C/min to 280 °C (3.75 min)

5 min at 280 °C, PCM 1 pressure 70 psi
during backflush, 2 psi inlet pressure during
backflush

MSD: 310 °C transfer line, 310 °C source, 150 °C
quad

Postrun backflush:

7S Z2(Flow Path) &

Amber crimp top glass vials
(BE H= 5183-4496)

Crimp caps (2 $#= 5181-1210)

Hio| AU EH(Insert): 250 pL glass/polymer feet
(B2 H= 5181-8872)
AlZIX| 5L (B & HS 5181-1273)
Septum: Advanced Green (& < 5183-4759)
Inlet liner: Deactivated dual-taper helix liner
(B2 H= 5188-5398)
Ferrules: 0.4 mm id short; 85/15 Vespel/graphite
(B2 H= 5181-3323)
PCT I|&: Internal nut (£ & H< G2855-20530)
PCT ferrules: SilTite ferrules, 0.25 mm id

(BZ H 5188-5361)

20x Magnifier: 20x Magnifier loop (25 = 430-1020)

GC/MS/FPDE &AM

14
um

ALZ} A2 2N S 28t Agilent QUECHhERS & ZAf



|
=

}

Agilent J&W DB-35ms Ultra Inert Z & 0|
oj2Fel 34 =9 24 A| LIEtLH = Efget 0|3 2

ey |

1. Oxydemeton-methyl
2. Methamidophos

3. Mevinphos

4. Acephate

a"g AFE S| H# 104 B2l FFSEILIC) && 22| MSD:FPD = 3:12/L/L}.

2 MSD (SIM): 45 ng/mL FPD (P): 25 ng/mL
4
| L
et A A ot e et SRS R
400 500 600 7.00 8.00 9.00 10.00 400 5.00 6.00 7.00 800 9.00 10.00
Agilent J&W DB-35ms Ultra Inert Z{Z2{2] ZEZ A 24 E BL} JICIE2 F& &9 2419/ GC/MS/SIM ¥ FPD I Z0fET249] Bt 22 I Z0fE 21

O 2

Flel 88y

Off MOIHZ S

Agilent Bond Elut QuEChERS Extraction Salt Packet (25 H< 5982-5555)

Agilent Bond Elut QuEChERS General Fruits and Vegetables Dispersive SPE, 15mL Tube (£& H

Agilent J&W DB-35ms Ultra Inert Column, 20 m x 0.18 mm, 0.18 pm (£5 H= 121-3822U1)

0| 22 Xtz ME22 EA|2{H agilent.com/chem | A 5990-7165ENS & A4
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Agilent Bond Elut QuEChERS AOAC 7|E

A

HES M| AR ok MR H

274
O] S80ME & L 1271X] CHefst

=

s

=(c Iass)°| U =9

HEZ FZ 9 cleanupdt?| 28t 2 2tX Q! QUEChERS
AOAC A2 HX{2| HHH S MEBIL|CE O] M2 Agilent
1200 Infinity A|2|= 7]7], 7| 2% 0|23t 7|52

Zh= Agilent 6460 Triple Quadrupole LC/MSE 0|84
*oHEl SLICHL B 3|48 Hel= 76 ~ 108%(H
97.8%) 4 LICt.

717 =21
HPLC =7
Ze: Agilent Poroshell 120 EC-C18,
2.1 x 100 mm, 2.7 pm (B2 HS 695775-902)
45 0.4 mL/min
48 2k 30°C
gk 5 uL
0|S4: A: 0.1% FA in water
B: 0.1% FA in ACN
0| sS4t M3t AlZH(min) %B
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5
Post run: 2 min
Z 7| M2k 11 min
Ms =2
go|2 2E
Y2 350 °C
tA R4 10 L/min
Nebulizer: 40 psi
Capillary: 3,500 V

=
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(

S

£ 0|83 LC/MS/MS
5990-8034EN)

b |
=

QuEChERS Xk}

w2t

T
m

A2 5g(+ 0.1g)2 FH6H 50mL H&=2]7]

ol

am
e

control blankE X 2|8t ZE A|=20] 50uL IS ALtO[Z
ZH(10ug/mL TPP)S H7t8H 100ng/g2| 5= & BHELICH

2
2]

-

S|
=

A M2l 2, 10mLe| &

=
=

|T

off &7t

E
T

2ofl M2t Z &7 =7t

B0oil 15mL ACN(0.1% AA) &7}

SE0| & ¥ Bond Elut =& 7|E A7}

x Set MAHl 250 FLICH

2t 2z

4,000rpm0i| A 527

=X
=T

= (aliquot) A|Z 8mLZ Bond Elut AOAC dispersive SPE

1ML EEZ &2

-|o+

XEE 1MLE

ACN:=(1:9)

0.45um HEZ[QlS 0|88 HEZT F| LC/MS/MSE 24

1. Mf/(/_,g K= X"/Tf

TE =2

412 2|8t Agilent QuEChERS




Y
1]

| 9 10
‘ 8| | ‘

bl [
I

i s || 12
0.18 11 |‘ “
i s AU L ML

02040608 1 12141618 2 22242628 3 32343638 45&%“%“15.0%“94 5658 6 626466868 7 72747878 B 8284 8688

[

212 ADAC 24822 X{2[E 10ng/g &7t AIZS MRM 2 Z20FE 324 I/3 ID: 1. Pymetrozine, 2. Acephate, 3. Carbendazim, 4. Thiabendazole,
5. Imidacloprid, 6. Imazalil, 7. Propoxur, 8. Carbaryl, 9. Cyprodinil, 10. Ethoprophos, 11. Penconazole, 12. Kresoxim-methyl, IS: TPP.

120% -

100% A

80% -

60% -

23 &L 12717 & S20) gt B+ X FLE F

o] S| A2 ME=

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ E 'H< 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kits for Fruits and Vegetables with Fats and Waxes
HE H3S 5982-5158)

Agilent ceramic homogenizers, 50 mL tubes (£Z 3 5982-9313)
Agilent Poroshell 120 EC-C18 Column, 2.1 x 100 mm, 2.7 pm (8% < 695775-902)

0| 22 Xtz M22 2 A|2{H agilent.com/chemi| A 5990-8034ENS ZHASHUA| L.
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= L=y A2 Ol O = H:L |EI=Jch O} |
GC/MS/MSE 0| 85}0] s4t= 3 =57 L 0|2 =& 520
ol 2EEld A ASH/HESHE
CHOH Al U= HEEM (A= 5990-9317EN)
A
21 7171 =A
0| SEWME i, 2HIX|, 7|, YIIF, D, ASK| S2 6c =7
TSI 671X| Q310 A gl =2 LY 337}K]| EHE’% 24 23 Agilent J&W HP-5ms Ultra Inert, 15 m x
s ME X=2 2|3t QUEChERS A& M 2|H 0.25 mm, 0.25 pm (£F H= 19091-431U1)
lAE-lDO:' %I'L.lt_l' | EA_'! 8 Pesticides and Env|r0nmenta| ZE AZ: B:tge;ninlet and Purged Ultimate Union
Pollutants MRM | O|E{H|O| A 7} T BHEl Agilent 7000 (¥ = G3182-61580)
Triple Quadrupole GC/MS/MS Analyzer@} Agilent 7890 oc: Agilent 7690 AJ=|2% 6C
pE P &d_ o A Y Y Autosampler: Agilent 7693 Autosampler 3! g AlZ E|O|
GCE 0|83l +HE[/}SLICE SuL A|2IX| (B2 $ 5181-5246),
L T
Z¢ = 20l A (acetone) MH: 3
2 = 2% B (acetonitrile) M| &: 3
NER-EZE
QuEChERS A xX} e e 45 Y UH EE
Inlet: Multimode Inlet (MMI)
o 43 o QE: 280 °C
A2 159(+ 0.1g)2 SHH 50mL EAE27|E S0 £ Inlet =
gl=019)= T=nTE EIRT= Pulsed splitless B
T WA of: 36 psi until T min
IS 2 100uLE, 2 RSIH QC AL0|3 EAUS ALo|ZsH Split BHiE 7 MX| 4 50 mL/min at 1 min
$ 122 SEA K2 Inlet 2423 ﬂE Z0i|= 18.35 psi (RT locked),

ZA| S0l= 1.0 psi
HEE AIZHRT) IH: Chlorpyrifos methyl at 8.298 min

1% HAcO| S0f L= ACN 15mLE H7H5tal Bond Elut Qe mamal 100 °C for 2 min, to 150 °C at 50 °C/min,
QuEChERS AOAC =& 7|EE H7t to 200 °C at 6 °C/min, to 280 °C at
16 °C/min and hold for 6 min
= — Post run: 2 min at 280 °C
EIE%{% I‘-T'- _tL = 15‘?_} k"}” 8501 ‘?_':‘ < 4,000rpm01|*1 Capillary Flow
=t SIAEE| praty - ;
Sedf Had Technology: Purged Ultimate Union
(RE S (3182-61580) — &A1 ZH2d gl
inlet2| BES{ A0 AHR
’ ACN £Z2 1mLE 2mL dispersive SPE SEZ FZ ‘ Aux EPC 7tA: QS 7tA 7t Purged Ultimate Union St
Bleed line: 0.0625 in od x 0.010 in id x 100 cm,
316 SS 5H, @& 2|0 =<
’ 30X S SHA 2| ‘ Aux rE: s FO|= 4 psi, HE2HA| S0 = 75 psi
Restrictor: Inert fused silica tubing, 0.65 m % 0.15 mm
S (B Z HB 160-7625-5)
’ 13,000rpmOil M 222t B2l =22 ‘ Restrictor ¥1&: Purged Ultimate Union2 MS AO| &2
MS: Agilent 7000 Triple Quadrupole GC/MS
AX™ZS F[SH0] GC/MS/MS 24 3 == MRM
s 2= e GO E{H{| O] A: Agilent Pesticides and Environmental
Pollutants ClIOJE{H[O|A (RE HZ
/1. 5448 % BRE 92 QUECHERS ADAC 2 1} GA250AA) lolEtHol~ (=&
Transfer line 2 &: 280 °C
LA RE: 300 °C
Quad 2 Q1 % 02 =150 °C
S0 XA A|ZE: 2.3 min
5= 7tA 94 Helium quench gas at 2.35 mL/min,
N, collision gas at 1.5 mL/min
MS 22|s: MS1 % MS2 = 1.2 amu

(I_I—O n=||:_|-— CCL :'_rtH°|E>'} AEﬂg)
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7571 112 2|3 3|4 415 5|6 6|7 718 8|9 9101011 112 1213 13[14
7 Orange matrix blank

1 [ T
3 4 5 6 7 8 9 10 n 12 13 14 15 16 17 18 19 20 21 22

Counts versus acquisition time (min)

1 12 23 34 4 6 6|7 7 9 gnotop1 11112 1213 13[14
75 5 5 5 8 8

1 ng/mL spiked in
orange matrix

24
24 9 19 5

21 22
1.5+
141 4 { 10 11 12 14 1 2 0
050, 2 In'J 6 8 1641 ZUA 23
Sl Il L] | \
I

T T T 1 T T T 1 T [ [ T T 1 T T T T T T T T T 1
3 4 5 6 7 8 9 10 n 12 13 14 15 16 17 18 19 20 21 22

Counts versus acquisition time (min)

82 QX fEEIA HIEIAIZ U Ing/mL &S ALF0[ZI8F QK| OfEEIA 9/ GC/000 MRM I Z0FET2 I/3 DO 2ot HiE = 88 A 29 HE 3= A=
QI&LICH Q2IX] HE A LS Deltamethrin(33)2 Ing/mL O K2 HIS & O Z olel Z{ZE|X| Qot&LICt

68



—A— Strawberry

——Orange

—&—Pear

——Spinach

—*—Pepper

—>Flour

35.0

30.0

25.0
20.0
15.0
10.0

suo119alul g 4o (%) @Sy sio1oe4 asuodsy

2|2 % RSD)

| T EE

o/ o,
25

83 ofz] jIEEA L 108] =

Ui

0l0

0]
oF

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (2= < 5982-5755)
Agilent Bond Elut QuEChERS General Dispersive SPE Kit (£ 3 5982-5022)

Agilent J&W HP-5ms Ultra Inert GC Column, 15 m x 0.25 mm, 0.25 pm (52 HZ 19091-431U1)
Agilent Pesticides and Environmental Pollutants MRM Database (2= % G9250AA)

0| 282 X229 ME2 EA|2{H agilent.com/chem0i| A 5990-9317ENS ZHASHUA| L.
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= A B O| X &}

GC/MS2}t LC/MS 2A{Ho| =
2ol = 5990-9924EN)

294

0| 220ME= GC/MS, GC/MS/MS, LC/MS/MS2|
37HK| Rz BEMEHOZ KA FA LY 397}HK| Ftg Sof
MES IH0|D ZEHORE EAM5t7| 2|3t QUEChERS
A2 MAE|HE MHELICE GC/MS HEUAN =

triple axis A& 7|7t FAE| 0 MK} O| 23}EI) ZE0H|AM
EtASH= Agilent 5975C A|2|= GC/MS inert XL MSD2}
Agilent 7890A A|2|= GC7} A2 E| R ELICEH GC/MS/MS
A ME El ZEO0|A EHUSH= Agilent 70008 Triple
Quadrupole GC/MS2} Agilent 7890A A|2|= GC7t

A E|AYELICE LC/MS/MS A& 2 Jet Stream
technologyZt £ Agilent 6460 A|2|= Triple
Quadrupole LC/MS A|AEID} Agilent 1200 Infinity Al2|=
71712 0|28 SHE|ASLICL O] BEAYS Soff 2t
M2 R sUd2 HEY U0 kA FA LY 397HX]|

Sofo| ATzt eelS 2AMUUA| e 4= JAFLICH
SP

Z=9|: of2f HXH= QuEChER Ecl
CHAE 0|23 S FEE A

LtEFHLICE

tot

=2
=

o |
W &
a 4
o 4

rc
12y

x
T

Ql
=

anup

10
Hr
Mjo

QuEChERS H X}

XHA FA 15g( 0.05g)2 2l 50mL AEE|7|8 RE| £

1%2] OPMEA 15mLS OPMIELIEY S Lj& EESHo &7lotn
=S B 5 127 2op| AlofBLict

AOAC Buffered 2= 7|

E(
Hotetn =3s g2 5 SLICH

TmLe| AtEoHS omLo| dSPE 5 E (HE 4 5982.5022)2 £7|1
FHE B2 5 MA =50 AL 1272 SEA KMa[FLC

4,000rpmOll A 527+ 22|

AEAH 200uLE F/5t0f GC/MS, GC/MS/MS E= LC/MS/MS
1712 24

32/ 1. Agilent QUEChERS 32 FX}. =9]: 0] ZAF= QuECHhERS FZ % dispersive
SPE cleanup EHHE 0|88t S2 $ZFE59| Qe 2N LIEFL|CH

10
HU
al
>

Restrictor:

Transfer line 2 &:

HEHA 2

MsD =
A BE:
Qe

AA LR

Quadrupole 2&:

Agilent J&W HP-56ms Ultra Inert, 15 m x
0.25 mm, 0.25 pm (£Z H= 190915-431U1)

1L
Cold splitless using a Multimode Inlet

60 °C (0.35 min hold); 900 °C/min to 280 °C
(15 min hold); 900 °C/min at 300 °C.
AME

70 °C for 1 min

70 °C to 150 °C at 50 °C/min

150 °C to 200 °C at 6 °C/min

200 °C to 280 °C at 16 °C/min, 5 min hold
4 min added on to the run at 290 °C for
column backflush

SIM 2E

60 °C for 1.5 min

60 °C to 150 °C at 50 °C/min

150 °C to 240 °C at 8 °C/min

240 °C to 280 °C at 50 °C/min, 2.5 min hold
280 °C to 290 °C at 100 °C/min, 2.05 min
hold 4 min added on to the run at 290 °C for
column backflush

1 mL/min, &8 &4 2

2.7 mL/min

(nominal, &¥F & HE)

AZH BEO| M Chlorpyrifos-methyl 8.298min
o 1™

0.7 m x 0.15 mm deactivated,
(F= = 160-7625-5)

280 °C

Multimode Inlet2} Purged Ultimate Union
Atooll= 24 Ao| HAE0{0] A1
Purged Ultimate Union2t MSD A}O|0i|=
0.7m restrictor?} HZE|0| Y SMH Purged
Ultimate Union2| 232 aux EPC ZE2
Sl 4psiE MHE|0f ASLICH

AZH Y SIMBE MR A
Hxt o] 28kE) 2E
300 °C
200 °C

70




GC/MS/MS =74

GC =

oA
=
Ol XA Al
Q& Q.

Transfer line 2x:
24 A Zh

CECNIEEE

2712| Agilent J&W HP-5ms Ultra Inert,

15 m x 0.25 mm, 0.25 pm

(B& H= 19091S-431Ul) Purged Ultimate
UnionQZ Z& HZ

1pL

Cold splitless using a Multimode Inlet

60 °C (0.35 min hold); 600 °C/min to 270 °C

60 °C for 1 min
60 °C to 170 °C at 40 °C/min
170 °C to 310 °C at 10 °C/min, 1.25 min hold

1.224 mL/min (28 84 2E)
2.3 min

2™ Q4 HE chlorpyrifos methyl HEE
AZH2 9.143minQ 2 1H

300 °C
19 min
A Purged Ultimate Union(PUU)2 2 2719

15m =M ZHS AFeLICL 212 4
A

427t 28 SHH, inlet 232 1psi,
PUU 22 60psi2 T EIL|CE

Triple Quadrupole MS =71

=
AA R

Quadrupole 2&:

Xt O|23HEl) 2=, MRM
300 °C
ECh180°C

LC/MS/MS =71

m

4y

ofn me o¥
0z O0f rio

o

=
)

40 Hr
o ax

o
0z

S}

Agilent ZORBAX Eclipse Plus C18,
2.1 x 100 mm, 1.8 pm (£ 5 M= 959758-902)

40 °C
5L

A: 0.1% Formic acid in H,0
B: 0.1% Formic acid in acetonitrile

15 min
0.3 mL/min

Initial 5% B; 10 min gradient to 95% B,
then step to 100% B for 5 min

Triple Quadrupole MS Z=Z1

HE:
Sheath 7t

ESI, positive, MRM
350 °C, 11 L/min

UZIMA R4 11 L/min

Nebulizer f2: 40 psi

FHeeiz| Mk 4,000 V

CE ek 1,000 V

—_ J

n




Y
1]

A x10%,

8.5+
8.0
7.5
7.0
6.5-]
6.0
55-]
5.0
454
40
354
3.0+
2.5+
2.0+
154 |
1.0
05|

Counts

e
)

112 2|3 34 415 5|6 6|7 |18 8{9 9[10 101

shea17

B x10°

2.8
2.6
2.4+
2.2+
2.0
1.8+
1.6
1.4+
1.2
1.0
0.8
0.6
0.4+
0.2

Counts

| It I | ‘
,MML»LL,,_MLMLL- T N " i M | m-t i

5

8 9 10 1 12 13 14 15 16 17
Acquisition time (min)

0.5

25

35 45 55 6.5 75 85 95 105 115 125 135
Acquisition time (min)

145

322 GC/MS/MS(2 2A) S} LC/MS/MS(1E] 2B) 28O Z M4 FA 22 OfEZA Lff 10ppb(ng/mL) & &E2E 24510{ 22 MRM transitions

F20fETHEZ)

2o 28

Off A0

N

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (25 H< 5982-5755)

Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for Fruits and Vegetables (2= % 5982-5022)
Agilent ZORBAX Eclipse Plus C18 Column, 2.1 x 100 mm, 1.8 ym (2 HZ 959758-902)

Agilent J&W HP-5ms Ultra Inert Column, 15 m x 0.25 mm, 0.25 pm (25 $H= 19091S-431U1)

RS

RN

MES HAI2{H agilent.com/chem0f| A 5990-9924ENS HMBHMA| 2.

72
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Agilent Bond Elut QUEChERS 7| EE
F=2A 2dN 54 (2 A= 5990-5085EN)

U 171X F =22 SERIE 67| 2l

=2t Z&LIth

ond Elut QUEChERS 7| EZ A Zt2 X 2|SH0]

Z== 9 cleanupBfLCt

@ H

goHs 0|8 EA2S x&eL|C}

« Bond Elut dispersive SPE 7|E (& = 5982-4921,
25mg C18 % 150mg MgS0,)S O| 23l CleanupS
LSSt

==l A\|E = LC/MS/MSZ A hL|C}
2k5HA|(L0Q)= 5.0ng/gLICt

- 2250 ~ 400ng/g SH HRAOA EMME U=
HO 2 LIEHHELICE

- O|2] H7tEl A 29| 3|48 Hel= 62.0 ~ 113.1%,
RSD(n=6) 2} 2.2 ~ 13.4% I L|C}

Nood i

0|83t LC/MS/MS BEE & 7t LY

3



2171 =A

HPLC =

Z: Agilent ZORBAX Solvent Saver Plus Eclipse
Plus Phenyl-Hexyl,
3.0 x 150 mm, 3.5 pm
(BE HS 959963-312)

5 0.3 mL/min

4 25 30°C

T 10 uL

0| =S4t A: 5 mM Ammonium acetate in H,0, pH 3.0
B: 1:1 Methanol:acetonitrile

Post time: 4 min

0|54 Hatk: oz
AlZt(min) %B (mL/min)
0 15 0.3
0.2 15 0.3
8.0 75 0.3
9.0 100 0.3
115 STOP

Ms =2

2M: Positive

A 2k 325°C

A 84 8 L/min

Nebulizer: 50 psi

Capillary: 4,000 V

74

QuEChERS ™%}

ol

EV

H3HEl 7F A= 2g(+ 0.059)2 50 mL R A E2|7|8 FEO|

IS 89 100,LE, LRSHE QC AT}0|3 8 50LE ATto|Yst B
30% Sot 2= Xz

30mM KH,PO,, pH 7.0 2= &M

5% FAS &R3t= ACN 10mLE &7tk 30X St MA =50{ ELICh
Bond Elut EN QuEChERS = 7|EE C{st 127t MAH| =501

FLICH

4,000rpmOi| A 527t A3

ACN =% 1mLE Bond Elut QUEChERS

dispersive SPE 2mL EEZ FZ

>

1227t S8A H2|stn O0to| 32 YA E2|7|0[A 13,000rpme 2

==}
327t glil2e]

XEE2 800mLE CH2 5EEZ £7|1, N,E AFE6H 40°CoHIM H=E

1:9 MeOH:H,0(0.1% FA) 800pL2 L35} 2,
SEIA XM2| = X230 M|

0.22pm cellulose acetate spin filter( 2= % 5185-5990) 2
AZ2E HEE

LC/MS/MS 2ME 2let Al ZH| 2tz

/1. StYH 242 ¢/3t Agilent QUEChERS &t ZAf
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B

110

100
0
0
ofl
(_l' 0
of 0

©

=3

~
o

=2}

o1

&
o

w
=)

N
=)

o

o

il

Ofloxacin
Ciprofloxacin
Danofloxacin
Lomefloxacin

Enrofloxacin
Sarafloxacin
Cinoxacin
Oxolinic acid
Nalidixic acid
Flumequine

Pipemidic acid

T8 2 £ 29 1101X] Fls 27 S| 78 X HHY

flel sE-o 1l HE=

Agilent Bond Elut QuEChERS EN Extraction Kit (£ 'H< 5982-5650)
Agilent Bond Elut QuEChERS Dispersive SPE Kit (2mL, 22 $ S 5982-4921) EE= (15mL, 22 $S 5982-4956)
Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC Column, 3.0 x 150 mm, 3.5 ym (22 H< 959963-312)

0| 28 X729 ME2S HA|2{H agilent.com/chem0l A 5990-5085ENS A SHMA| 2.

0o
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Agilent Bond Elut QUEChERS EN 7| ES 0|2t LC/MS/MS &2 A
ZH LY A ZOot0|=A 2N =X (2= 5990-5086EN)

AN QuEChERS X}
A ZHL 171X A Zot0|EA SN E ZH-SH| 2t
o 17bX SEOMI=A| FHHIE SF5t71 2l FESLE 7 A2 29(+ 0.05g)S 50mL YAE2|7|2 EE0| £

M2 OS2 25U ot
ilen

Agilent Bond EIut QuEChERS 7|EZ 4 7t2 M2|5t0] o e 00 ATrolS 59 ~mo|ze =
= [Shal E. = — — o E— er =
222 _7|;_E ol cleanup FL|C} IS 50uLS, 2201 QC = 50uLE =

« Bond Elut EN =% 7|E%} 1% 0M1I AHAA

v

OtMELIER %"—'12 o|gd 2M=S FEYLIL

+ Bond Elut EN fatty dispersive SPE 7| E, 6mL(150mg

PSA, 150mg C18, 900mg MgS04)Z 0|23l Cleanup= -
ABHBHL|C} 1% AAZt S0 L= ACN 10mLE F7t6t1 30X SO MIA =59
SLICH

« 2EE A2 = LC/MS/MSE EAMTHL|C}

- HESHA (L0OQ)= 2.0ng/gRILICH Bond Elut EN QuEChERS =2 7|EE {1 127t MA =50
XL C
- M2 20 ~ 400ng/g X HOIOI M RMME @] G2
Ao = LietetaLch
- 0|2] M7t A Z2| 3|92 B9l 530 ~ 92.8%, 4000rpmOlA S22t Helw e

RSD(n=6) 2t 2.1 ~ 16.8% &I L|Ct.

ACN A& 6mLE Bond Elut EN OuEChERS fatty dispersive SPE
2mL = HE 20 |:|

2171 =A

HPLC =2 227 SEA X2| F 4,000rpm0i|A] 527 A2
A3 Agilent ZORBAX Eclipse Rapid Resolution HT

Plus C18, 3.0 x 50 mm, 1.8 ym o = = "

(BE H= 959941-302) XEE imLE CIE EEZ 7|10, N,= AFESH 40°COHl AX
!5 0.3 mL/min
e @, 0
=28 =5 30°C 1:9 MeOH:H,0(0.1% FA) 800uLZ M35t EEIA KH2| =
Fgh 10 L xent 42|
0|54 A: 5 mM Ammonium acetate in H,0, pH 3.0

B: 1:1 Methanol:acetonitrile

0.22pm cellulose acetate spin filter2 A|ZE ZEZ

Post time: 3.5 min (-'f'—% |E|_~|§ 5185-5990)
0| 5S4 HItE: Azt % B
(min)
0 15 LC/MS/MS 2ME 2|3t Al &H| 2t2
0.2 15
6.0 60 J8/1. 4 ZF LY AZEOHD| =5 SHUAE 2K/ Bt7] £/2t Agilent QuEChERS EA}
6.01 100
7.0 STOP
ms =2
=M. Positive
ItA 2 325 °C
) @) o T =
ItA R 8 L/min T|9—| B%ﬂoﬂ MOl X‘”E
Nebulizer: 50 psi . . .
Capillary: 4,000 V Agilent Bond Elut QuEChERS EN Extraction Kit

HE HS 5982-5650)
Agilent Bond Elut QUEChERS EN Fatty Dispersive SPE Kit
(= = 5982-5156)
Agilent ZORBAX Eclipse Rapid Resolution HT Plus C18 LC
Column, 3.0 x 50 mm, 1.8 pm (& H<= 959941-302)

Agilent Spin Filters, 0.22 pm Cellulose Acetate
(&2 H= 5185-5990)




56

3212 100ng/g &2 2t FEE9/ LC/MS/MS 20FE T2 I/ 3 [D: 1. Sulfadizine, 2. Sulfathiazole, 3. Sulfamerazine, 4. Sulfamethizole, 5. Sulfamethazine,
6. Sulfamethoxypyridazine, 7. Sulfachloropyridazine; 8. Sulfamethoxazole, 9. Sulfadimethoxin, IS(L{2 EZ=ZZ)

B 1.3 20 - 3|2 3 e (n=6)

Low QC (5 ng/g)

Mid QC (100 ng/g)

High QC (400 ng/g)

2|+E RSD B8 RSD IR RSD
Sulfadizine 73.9 15.6 90.0 13.7 81.9 5.3
Sulfathiazole 62.9 16.8 75.3 8.4 67.9 5.8
Sulfamerazine 71.6 11.5 92.8 6.6 82.0 42
Sulfamethizole 62.8 47 60.7 6.5 53.0 2.1
Sulfamethazine 87.4 6.9 90.0 10.7 83.4 34
Sulfamethoxypyridazine 81.8 9.4 84.8 8.1 76.4 2.9
Sulfachloropyridazine 84.2 10.0 78.6 6.3 73.8 3.6
Sulfamethoxazole 85.9 1.6 82.3 5.9 78.1 33
Sulfadimethoxin 71.8 8.4 80.9 49 75.6 3.3
100
90
80 I i
70
60 :
& w
o
30
20
10
0

J8/3 4 2L 97X EEOHI|E9 B|+E X HHE

0| 28 Xtz ME2S HA|2{H agilent.com/chem0l A 5990-5086ENS ZASHMA| 2.
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GC-uECDE 0|2t 22|E R LK Contract Laboratory Pratocol & 2F2
=41 3 2ol (2= 5990-5553EN)

274 717] =

ol 220 M= SX| THEOIA S 22|28 LY 207} o

contract laboratory protocol(CLP) 522 EAIst7| 2|5t ica;"]" ngilent J&W DB-35 ms

QuEChERS A& X 2|'HES AHSLICE dual pECDSF
dual capillary GC ZE 2 0|85tH QY A= LY
endosulfan sulfate 3 endosulfan 101 CH$t 7| 22 A 1t
SOIRME EA|01| S ~ JASLICL 2 S8
2oz E2 °HI|_' Us MECHH EHIE
H35taxL, 2ElEo LH CLP 522 ZLIEYHSH=
QY MOl HH|AQl BMHS IUMSLICE

O] £MB2 Aol S2|58 AT2|HolH 6C/MS]

EHOJQE dual column pECD 2AMH S AHEHSIE ELILCT.

QuEChERS Xk}

22|28 AR 3g(x 0.1g)Tt 0|24 7.09S
50mL H&E2|7]8 FEo £

10mL ACN &7}

Agilent Bond Elut Original QUEChERS ==& 7|E &7}
(B & HS 5982-5550, 4g MgS0,4, 1g NaCl ZE)

A E 127 A7 =Lt
3,000rpmOil A 22 7F &IAE 2|

ACN &ZH 1mLE X|8 A|ZE Agilent Bond Elut
QuEChERS AOAC (£ t3 5982-5122) dispersive
SPE2mL REZ 8¢

A K250 2mL SEE 3,200rpm0i| A 327 RIAMEZ]

ZEE 500uLE XI5 A= FY7| HO|EZ &Y

uGC-ECDZ £4A

381 828R f 59 £4E

2/ 8t Agilent QUEChERS ZAf
A& Amfo|3 &}

30 m x 0.25 mm, 0.25 pm

(B2 HZ 122-3832)
Zyd 2 Agilent J&W DB-XLB

30 m x 0.25 mm, 0.50 pm

(BE H3 122-1236)

dual pECD A 27| 5! 7873B auto samplerS
AEHS 7890A

GC/dual pECD:

CFT ZHH|: 2-way unpurged splitter capillary flow
technology (& H<= G3181B)

28 7tA: 2,56 cm/s

QE: 110 °C (1.4 min), 21 °C/min to 285 °C
(1 min), 30 °C/min to 300 °C (2 min)

> 1 pL, 250 °C splitless, purge 50 mL/min at
0.3 min, gas saver 50 mL/min on at 2 min

Dual p-ECD: 350 °C, N, makeup;

constant column + makeup = 30 mL/min

E ZZ(Flow Path) 22 =

Hro| gk Amber screw top glass vials
(EE H3 5183-2072)

Hfo| 2 24 Screw caps (£ & H<= 5182-0723)

HHO| Y &IRIEE (Insert): 100 pL glass/polymer feet
(B2 H3 5181-8872)

Al2ix| 5L (SE HS 5183-4729)

Septum: Advanced Green (& = 5183-4759)

Inlet seal: Gold-plated inlet seal (£5 HS
5188-5367)

Inlet liners: Dual-taper direct connect liner (2 HZ
G1544-80700)

Ferrules: 0.4 mm id short, 85/15 Vespel/graphite
(BE H3 5181-3323)

CFT IO|&: Internal nut (& H= G2855-20530)

CFT ferrules: SilTite ferrules, 0.25 mm id (& H=
5188-5361)

20x Magpnifier: 20x Magnifier loop (F5 M= 430-1020)
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Y
B

Hz
7000
6000 |
5000 |
4000
3000
2000 2

. 1 7
1000
EMAA_,MMMA«MM—'\J
D T T ‘ T T T T ‘ ‘ T ‘ T T ‘ T ‘ T
5 6 8 10 1" 12 min

1. Tetrachloro-m-xylene (CH& EZE) 9. g-Chlordane 17. p.p-DDT
2. a-BHC 10. a-Chlordane 18. Endrin aldehyde
3. g-BHC 11. Endosulfan | 19. Endosulfan sulfate
4. b-BHC 12. Dieldrin 20. Methoxychlor
5. Heptachlor 13. p.p-DDE 21. Endrin ketone
6. d-BHC 14. Endrin 22. Decachlorobiphenyl (L& EZEE)
7. Aldrin 15. p.p-DDD
8. Heptachlor epoxide 16. Endosulfan Il

72/ 2 80ng/mL CLP &9F X 20ng/mlL CHE AZEZEQZ ALf0|ZIEl 22|52 A|Z9 GC-uECcD I Z20FE T2
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HZt

7000 —
6000 |
5000
4000 2

] 3

] 5
3(]0(]*: 8

1 4
2000

] 6 7
1000

0 | T T T T T T [ T T T T ] T T T T I T T T
5 6 7 8 9 10 1" 12 min

1. Tetrachloro-m-xylene (CHE EZ=E) 9. g-Chlordane 17. Endrin aldehyde
2. a-BHC 10. a-Chlordane 18. p.p-DDT
3.g-BHC 11. Endosulfan | 19. Endosulfan sulfate
4. b-BHC 12. p,p-DDE 20. Methoxychlor
5. Heptachlor 13. Dieldrin 21. Endrin ketone
6. d-BHC 14. Endrin 22. Decachlorobiphenyl (CHE EZE
7. Aldrin 15. p,p-DDD
8. Heptachlor epoxide 16. Endosulfan Il

T2/ 3 80ng/mlL CLP &2 % 20ng/mL CHE HZFZOZ AL0[ZIEl 22/E2 A|22| GC-uECD Z20ME 12

flel sE-o Xl HES

Agilent Bond Elut Original QuEChERS Extraction Salt Packet (= % 5982-5550)

Agilent Bond Elut QuEChERS, Fatty Samples, AOAC Dispersive SPE, 2 mL Tube (2= H< 5982-5122)
Agilent J&W DB-35ms Column, 30 m x 0.25 mm, 0.25 pm (5 HS 122-3832)

Agilent J&W DB-XLB Column, 30 m x 0.25 mm, 0.50 ym (% H= 122-1236)

0| 22 Xtz ME2 2 A|2{H agilent.com/chem | A 5990-5553ENS HASHYA| L.
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Agilent Bond Elut QuEChERS2]

A= 20l L] o (U

20

0| 280l M= Agilent Bond Elut QUEChERS Z=&
7|E, dispersive SPE =& 2AMH OEZE JtA
A Z0tE 2O, Agilent 5975C A|2|= GC/MSD S
olgstz2 oMM Y LY TR 52 29| =D
ZHHot 2E HALE AHELICL oMM 2 LY 52
FEE2 QY o Sxfct EMA TICIER 2o =
ZHEEILICE o710l MHEE 2 XX FZ THA0) A
Sl Atat CFS dispersive SPE THAIS €23 MXt 0|23t
29| selected ion monitoring(SIM)2 AF23H= GC/MS
20| Mot 280t FEE2 MHSIEE LICH

GC =

A3 Agilent J&W HP-5ms Ultra Inert,
15 m x 0.25 mm, 0.25 pm

Inlet: Splitless

Inlet liner: Helix double-taper, deactivated
(FE H= 5188-5398)

2t ItA; =

T L 19.6 psi (2T &3 2HE)

Inlet 2 250 °C

g 1.0 uL

Split HiE7

HX f4: 30 mL/min at 0.75 min

RE 2:

o2 70 °C (1 min)
50 °C/min to 150 °C (0 min)
6 °C /min to 200 °C (0 min)
16 °C/min to 280 °C (6 min)

mMs =2

Tune file: Atune.u

[==F SIMMIE BH2 88 Xtz2 # 3 EX)

Source, quad,
transfer 2

801 X AlZh:

Multiplier 1 €f:

Ztztol 2ol 2% 230 °C, 150 °C, 280 °C
2.30 min

Autotune T QF

+3e
(2= 5990-64

81

M
A

EH
=
2E

= o|get

Z 1o

QuEChERS E X}

=278 REO

22 22 A|Z 3g( 0.59)2 50mL

IS ALMO|3 EAMS HIISt R 2 AC BEESS 713t

£ 12mL "7t = 10mLe| ACNZ} 2mLo| &l At H T}
22t NAH =250 ELICt

Bond Elut QUEChERS EN
122t 47 25

=
=y

AbH
ST

| mmoz

ACN A= 1.6mLE AOAC fatty and pigmented dispersive SPE 1mL

sEZ 52

SEIA K2| 5 13,000rpmOfl A 2-527t A2

ACN =ZZ2 CIZ A0AC fatty pigmented 1mL dispersive SPE

SEE g4

| 2327 =2 2| § 13,000pmolA 2522 HAlEE)

| 9l=o|

=4 GC/MSE 24

21, 2 22 Lf 59 24 8/3t Agilent QUEChERS EN +& £ ZAf



é x10° 4
1e+08 ]
E TIC: CB 3X FP 2 mL HEX 5 - SIM: CB 3X FP 2 mL HEX
8e+07 ‘ ]
| 47
; l .ll LL E
% TIC: CB 2X FP 2 mL HEX SIM: CB 2X FP 2 mL HEX
6e+07 3 1
E 3
g____.__._‘w\; e
4e+07 ‘A ) ) LJJMJ 21
TIC: CB 1X FP 2 mL HEX SIM: CB 1X FP 2 mL HEX
2e+07 1 -
MJ 0 ] . N /‘L-IL l Ao M

o

f T T T T T
400 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 4.00 6.00 800 10.00 12.00 14.00 16.00 18.00 20.00

82 A FIF B O dispersive SPE EFA|7) Z2HEI A3 JHES Saf /& 3E F£ZE. CB (control blank), FP (AOAC fatty pigmented dispersive SPE), HEX (& 41).
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x105 ]
4]
] 200 ng/mL pre spiked QC
1S
20
3 78
15
12,13,14 23 24
1, 10 22
I KL
2
1 20
] IS 200 ng/mL post spiked std
] 22
' 18 23
24
i 21 25 26
] 19
07‘ vV v 1 T T T r T r r T T 1 i r rrT rtr T T 7 T T T T [ T T T T [ T T T T T T
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
1. Dichlorvos 10. Fenitrothion 19. Endosulfan Il
2. a-BHC 11. Aldrin 20. 4,4 -DDD
3. Hexachlorobenzene 12. Malathion 21. Endosulfan sulfate
4. B-BHC 13. Chlorpyrifos 22. 4,4'-DDT
5. y-HCH 14. Parathion 23. Bromopropylate
6. Disulfoton 15. Procymidone 24. A-Cyhalothrin
7. Chlorpyrifos methyl 16. Endosulfan | 25. Fenvalerate
8. Parathion methyl 17. Dieldrin 26. Deltmethrin
9. Heptachlor 18. 4,4 -DDE

12/ 3. 200ng/mL 2 prematrix, postmatrix Z/7} A|29] GC/MS I Z0HE T2 0f Z1F= prespiked, postspiked 22 @ F£ZF 20| FZ0fE T2HS HOJZELICS
2671X] &9F 2 F 2571X|7f Bxt RSD 5% 0/5te] M4 A= ZofE LIEFAELICH

flel sE-o Xl HES

Agilent Bond Elut QuEChERS Buffered EN Extraction Kit (2= H< 5982-5650)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for Fatty and Pigmented Produce (= 1% 5982-5421)
Agilent J&W HP-5MS Ultra Inert Column, 15 m x 0.25 mm, 0.25 pm (% H< 19091S-431U1)

0| 22 Xtz MES 2 A|2{H agilent.com/chem| A 5990-6432ENS HASHUA| L.


http://www.chem.agilent.com/Library/applications/5990-6432EN.pdf

(PAH) 2 (ZH= 5990-6668EN)

20

0] 380Xz ofFol| etEl O]k 5! J0|2ke|
CretatskEErst A (PAH)2| Z4ZE 2 9ISt QUECHhERS
dispersive WA| & Z=ZE(dSPE) AlE MA2|HS
MHBILICE O] 242 Agilent 7693 Automatic Liquid
Sampler2t Multimode Inlet(MMI)O| A X|El Agilent

5975B GC/MS A|AEIT} Agilent 7890 GCE O| &
THE|ASLICE E3t GColl= XtS2HE HEAIE 2st
pressure controlled tee (PCT) post-column®= A X| &[0
UELICL 22 Hel= 80 ~ 139%LICH

AZ0f| 12mL Eo|24 HI}t = 2742| M2te} Z&T| =7t
(FE H= 5982-9313)

ACN 15mLE ot = 127t S8 A K2

159 Al20i| 7|Z Agilent Bond Elut QUEChERS =& 7|E X7}
(BE H3 5982-6555)

Geno/Grinder0ll A 1,500rpm2 2 127t M|A| EE0] FL|Ct

4,000rpmOfl M 527t {A 22|

ACN Z 8mLE X[ A2 &
Agilent AOAC dispersive SPE 15mL S EZ SZ(£ & H= 5982-5158)

122 SEA X2] F 4,000rpm0l| M 527 |22

GC/MSE 24

211, O{F A|ZE 9/t Agilent Bond Elut QuEChERS +X & ZAf

Sampler:
PCT ZHH:

24k ItA:
Restrictor:
PCM 1:
MMI:

&

Postrun backflush:

MSD:

Agilent J&W DB-5ms Ul 20 m x 0.18 mm,
0.18 pm (B Z ¥ 122-5522U1)

Agilent 7890 GC/Agilent 5975B GC/MS
A|AHE

Agilent 7693 Automatic Liquid Sampler,

5.0 pL A|ZIX| (B & H= 5181-1273)

Purged Ultimate Union (£Z s
(G3186-60580)

YE, AN &3 2E, 1.7mlL/min

0.7 m x 0.15 mm id deactivated silica tubing
38 psi, Y Y Z=

0.5 pL splitless; 320 °C, purge flow 50 mL/min
at 0.8 min; Gas saver 30 mL/min at 2 min

50 °C (0.4 min), 25 °C/min to 195 °C (1.5 min),
8 °C/min to 265 °C, 20 °C/min to 315 °C
(1.25 min)

7 min at 315 °C, backflush pressure 70 psi,
2 psi inlet pressure during backflush

340 °C transfer line, 340 °C source, 150 °C
quad

SE A2 (Flow Path) 22 E

HfO[Qf:

Hrol2t 24
e 4

)

AlZIX]:
Septum:
Inlet liners:

Ferrules:

PCT I|&:
PCT ferrules:

20x Magnifier:

oh ARIE H (Insert):

Amber screw top glass vials (£ Z Hz
5183-2072)

Blue screw cap (£ Z 3 5182-0717)

100 pL glass/polymer feet (2 HZ
5181-8872)

5L (S HS 5181-1273)
Advanced Green (£2 HZ 5183-4759)

Deactivated dual-taper helix liner (%
HS (G5188-5398)

0.4 mm id short, 85/15 Vespel/graphite
(B2 H3 5181-3323)

Internal nut (£ H3Z G2855-20530)

SilTite ferrules, 0.25 mm id ($Z HZ
5188-5361)

20x Magnifier loop (£ = 430-1020)
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Agilent J&W DB-5ms Ultra Inert ZZ0|A] 1671 PAH £2]

Abundance
3
130000
120000 - 5
110000 — 1 5
100000 —
90000 4 ;
80000
70000
60000
50000 7 g
40000 10
30000 9 2
1113 14 16
20000 15
10000 h
0 L L "LM “‘ ~ A Ao\ A M
————— passhomeeiomsine vt lomiinds ik dtonsts ‘ ‘
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
Time

1. Naphthalene 7. Fluoranthene 13.Benz[a]pyrene

2. Acenaphthylene 8. Pyrene 14.Indeno[1,2,3-c,d]pyrene

3. Acenaphthene 9. Benz[a]anthracene 15.Dibenz[a,h]anthracene

4. Fluorene 10.Chrysene 16.Benzo[g,h,i]perylene

5. Phenanthrene 11.Benzo[b]fluoranthene

6. Anthracene

12.Benzo[k]fluoranthene

12/ 2. Agilent J&W DB-5ms Ultra Inert GC FHZ/2{2] ZE (BE H 122-5522U1) 0| A] 500ng/mL PAH HZ=ZS Z3I8t A|Z OfESIAZ EX8HGC/MS IZ20FETZ

FZ0fE T840 X

7o o2

S S

A2 0| H 1014 22! FtE B Ct

85




Abundance
6000 — 3
5500 —
5000 — 2
4500+ 1
4000 4
3500
3000
2500 | 78
2000 — 10
1416
1500 2 13 15
1000 | M l | 25 ppb H7LEl 0|7 FES
500" - - '

0 o7 &2 HIEAE
—— — ‘ — — — — — —
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Time
1. Naphthalene 7. Fluoranthene 13. Benz[a]pyrene
2. Acenaphthylene 8. Pyrene 14. Indeno[1,2,3-c,d]pyrene
3. Acenaphthene 9. Benz[a]anthracene 15. Dibenz[a,h]anthracene
4. Fluorene 10. Chrysene 16. Benzo[g,h.i]perylene
5. Phenanthrene 11. Benzo[b]fluoranthene
6. Anthracene 12. Benzo[k]fluoranthene

18/ 3. Agilent J&W DB-5ms Ultra Inert GC FHE2{2] ZEOZ 0fF F£ZE HIEIAIZ2} 25ng/mL 2| ATI}0[= O
SZ0METED THE 88 XfE 9 F 104 &2l Zt5EHLCt

20|
Agilent Bond Elut QuEChERS Extraction Salt Packet (2= *H< 5982-6555)

Agilent Bond Elut QuEChERS Fatty Sample Dispersive SPE, 15 mL Tubes (2= H< 5982-5158)
Agilent Bond Elut QuEChERS Ceramic Homogenizers, 50 mL Tubes (£5 3 5982-9313)
Agilent J&W DB-5ms Ultra Inert Column, 20 m x 0.18 mm, 0.18 pm (85 H= 122-5522U1)

SEH X HZFE

0| 28 X729 M2& HA|2{™ agilent.com/chemOf| A 5990-6668ENS 24 At

F*EEL BMBIGC/MS SIM T Z20HET2

SHAMAL.



http://www.chem.agilent.com/Library/applications/5990-6668EN.pdf

WoolO| =
AME L s 24 (2= 5990-7706EN)
A0
0] SEHME s CHEE TR 52 243 9|t
QuEChERS Al= MA2| eiHS MAHBILICE O] A2
o SIA 32 HFLELE, =], bl QA 52| 57tHX| kY

A7 MHE[R}ELICE Agilent Ultra Inert liner2|
YILE M= HEME M= 337H(|°| MZ Ct2
S%0| MEHE[RAELICE &2 EZE QUEChERS AOAC
2AH| 2o FEE Y X B XH* OHEZ|A HIEA =0
ATHO| LA SLICE ZE M2 7693B Autosampler?t
MK|El Agilent 7890A GC2F 7000 A|2|= Triple
Quadrupole MSD A[ABIO|A O|R{ M ELICL FEE

A E & Agilent WoolO| S0 QU= Ultra Inert Llner°|
ot M58 YBoH| -r|°|' EI—*.QE A E|IRELICE

QuEChERS Xk}

T E2tEl A= 15g( 0.059)2 ZHoH 50mL FAER|7|E

1'-Er—0" EO|

IS 2 100uLE =0l Amo|Zst T 1228 SHA X2

N
o
=
m
>
=3
fuin
<2
$0
rir
>
[ep]
Z
_|=
ijo
o
3
El
0zt
N
ot
Hr
=

Bond Elut QUEChERS AOAC $%%.' J|E It = 4S8 EHD
B227t A 250 FLCt

4,000rpmOi| A 5EZF AAEE]

ACN A ZH 1mLE
SHE Z7|ALL 8mLE

0f01 Bond Elut AOAC dispersive SPE 2mL
%|5+0d Bond Elut AOAC dispersive SPE
15mL REZ §2

2 x2| 7 o2

ZFol7| Hio|2ZE 2

Autosampler:

28 7tA:

Inlet:
YA Y

Split IS HX|
Inlet 2&:

Post run:

Capillary flow
technology:

Aux EPC 7tA:
Bleed line:

Aux &} OI-E=|
&

Restrictor:

i

=18

SD:

o Ir.
[==—N

In o

oA

Tune file:

Transfer line
2k

DA RE:
Quad 2
0 X[ AlZE:
S 72 /&

MS 22| s:

U= Ultra Inert LinerE 0|23t GC/MS/MS =2
A

Agilent J&W HP-5ms Ultra Inert,

15 m x 0.25 mm, 0.25 pm

(BE H 19091-431U1)

Agilent 7890A A|2|=

Agilent 7693 Autosampler S AIE Eg0],
5uL AIEIXI (P2 = 5181-5246), TuL
U= oUH A (acetone) MIA!:
Z2 = £20f B (acetonitrile)

w

o
HU o
f's+>+

w

2 =
o 2
0 w
0%
2
i

=l
MMI inlet, pulsed splitless =2 =: 280 °C,
36 psi until 1T min

Il
1l

£ 50 mL/min at 1 min

L& S0ll= 18.35 psi (RT locked),
“"331“ Z0fl= 1.0 psi

Chlorpyrifos methyl at 8.298 min

100 °C for 2 min, then to 150 °C at 50 °C/min,
to 200 °C at 6 °C/min, to 280 °C at

16 °C/min and hold for 6 min (A|2 2419
Z2); 100 °C for 1 min, then to 280 °C at

100 °C/min and hold for 5.2 min (matrix
blank 22 Z2)

2 min at 280 °C

Purged Ultimate Union

(RE S (63182-61580) — &A1 ZH2d gl
inlet2] HZ2{A|0]] AL

Y Z kATt Purged Ultimate Union S 2t

0.0625 in od % 0.010 in id x 100 cm, 316 SS
E|:| QE olo" _"|:°|

= 4 psi, HE Al S{|= 75 psi

Between inlet and Purged Ultimate Union
(2E = G3182-61580)

Inert fused silica tubing, 0.65 m x 0.15 mm
(BE H= 160-7625-5)

Purged Ultimate Unionzt MSD AtO|S] HZA

Agilent 7000 Triple Quadrupole Inert with
performance electronics

Performance turbo
MRM
Atune.u

280 °C
300 °C
Q1 % a2, 150 °C
2.3 min

He quench gas at 2.35 mL/min, N, collision
gas at 1.5 mL/min

MS1, MS2,1.2u




x103
|1 2 23 34 45 56 67 78 89 910101 112 1213 1314 14
29
8|
74
h 5
6
5,
J 24
4
4 14
3
i 3 15
, 26 0 g
7 18 19
22 A
J 4 9 21 25
, noo, 28 32
" 2 J : J“‘]J ol 20 23 l 3
h 6
L e | il il el ’ e
‘3“‘1‘1‘5‘)‘6“‘7"i‘l‘s‘)‘1‘0‘1‘1‘1‘2‘1‘3‘1‘4‘1‘5‘1‘6‘1‘7‘1‘8‘1‘9‘2‘0‘2‘1‘2‘2
1. Methamidophos 8. Altrazine 15. Tolclofos methyl 22. Procymidone 29. Phosmet
2. Dichlorvos 9. Lindane 16. Dichlorfluanid 23. Endrin 30. Phosalone
3. Mevinphos 10. Diazinon 17. Aldrin 24. Ethion 31. Permethrin isomers
4. Acephate 11. Chlorothalonil 18. Malathion 25. Endosulfan sulfate  32. Coumaphos
5. o6-Phenylphenol 12. Chloropyrifos methyl 19. Dichlorobenzophenone ~ 26. DDT 33. Deltamethrin isomers
6. Omenthoate 13. Vinclozolin 20. Pirimiphos ethyl 27. Endrin ketone
7. Dimenthoate 14. Carbaryl 21. Tolyfluanid 28. Iprodione

12/ 2. Wool 0] £0{2l= Ultra Inert LinerZE 0[&8t 10ppb A I}0/Z! QuEChERS A|2S] GC/MS/MS 3 Z0FE T 24MRM)

flel sE-o Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (5 H< 5982-5755)
Agilent Bond Elut QuEChERS AOAC Dispersive SPE Kit for General Fruits and Vegetables, 2 mL (5= 'H< 5982-5022)
Agilent J&W HP-5ms Ultra Inert GC Column, 15 m x 0.25 mm, 0.25 ym (22 H= 19091-431U1)

0| 22 Xtz MES EA|2{H agilent.com/chem | A 5990-7706ENS A A SHIA| L.
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Agilent 7000 Triple Quadrupole GC/MS A|AElS O| &t HICH 2=
L otstd @H= S (A= 5990-7714EN)

0| S80A= MEHE HICH 28 =& L] |7(EAA
=9, Ctetater=EetotaA E2(Fet Hio|H'E S22
=S 23t QUEChERS AlZ MX2|H S METtL|C
O] 2M2 O| Lot ErA H2E HFAl Multimode Inlet(MMI)
I} Agilent 7693A Automatic Liquid Sampler7t A X| &l
Agilent 7890 GC 3! Agilent 7000 Triple Quadrupole GC/
MS A|AEIS o] 86l RIMEIUSLICE 0] SE-HM=
QuEChERS Z==Hut £ 7|8t SPE cleanup THAIE
Zgtsto]

GC/0002 EX EMEZ =olgt £ Ql
MdgL|ct.

|

rr
oM
4
M
Mo
mjo

89

ZQl BE (1),

Inlet 2= TZ13H:

Inlet pressure pulse:

Split BIE T HX| R4:

ZQ TE 2to|Ld;

FYEE (2

Inlet vent 2=:
Inlet vent §:
Inlet vent A|ZH:
Outlet 2F3:

.
FY SR

Split HIE T HX| R4:

xQ| TE 2to|L:
248t 7tA:

2 RE
oz 2.

RTL 2tet=:

Pressure controlled tee:

SR Al =2

Mc =2

MS transfer line 2.
MS A A:

MS quad 1,2 2
Collision cell gases:
MS1/MS2 22|s:
MRM &H:

HXE of| K]

0|23 RE:

El Autotune:

Gain factor:

Agilent J&W DB-5ms Ultra Inert,
15 m x 0.25 mm id, 0.25 pm
(FE H3 122-5512U1)

Agilent J&W DB-5ms Ultra Inert,
0.65 m x 0.15 mm id, 0.15 pm
(Cut from Part No. 165-6626)

1 pL cold pulsed splitless using CO2 cooled
Multimode Inlet (MMI), 10uL A|2IX]

50 °C (0.05 min), 600 °C/min to 325 °C
13.0 psig for 0.75 min
50 mL/min at 1.0 min

2 mm id, multi-baffled (RS H
5190-2296)

10 pL solvent vent using COy-cooled
Multimode Inlet (MMI), 25uL A|ZIX]|

40 °C (0.31 min), 600 °C/min to 325 °C

5.0 psig

100 mL/min

0.31 min

0 psig

100 pL/min

50 mL/min at 1.0 min

2 mm id, multi-baffled (£Z H= 5190-2296)
E, YN &Y B, 1.2mL/min

50 °C (1 min), 20-200 °C/min (0 min),
10 °C/min, 300 °C (1.5 min)

PCB 118, locked at 12.370 min
G3186B, 2.0 psig L& UM £S5
Inlet 4=

325°C

300 °C

150 °C, 150 °C

A2 1.5 mL/min, &F 2.25 mL/min
Wide/wide

22 X5 E3EE

-70 eV

Electron impact (El)

Gain normalized

5




QuEChERS Xk}

| #AStEl 2% =X 292 QUEChERS =& 20| £¢ |

| labelled ISTD(OFMIEOI A ZH| =) &7} |

05mL7} & m7tx] S

IHE 0|2 £ ==l 10mLE THRSt turbovap FEZ 7|10

20mL2| dichlorometheane(DCM) &7}t 0.5mL7t & T7HX|
ZLAZI 2, 10mL DCME E7I5t1 0.5mL7} & mi7kx| S

10mLe| SIS HILSHL 0.6mL7} & WIHX| S

SEA 180 °COlA A2|7HE EMStAZ] = 192
H1 15mL SPE £ 20 &7}

5o

SPE £ E otof| £ 199| M2|FtE
10mL DCM %! 20mL At 2 ALC| M

4m
T
]
w
({=]
S
3
3
=2
Rl
o
A
By
40
0=
i
o
ot

SHE FEHS H2|7t SPE FEO| E

=
13mL 40:60 DCM:hexaneL 2 £=

0.5mL7t 2 W7kX| =EMS S 13EHA|L 145 B =

FEMS 05mLIt 2 WX SLAIZ F 2mL XS A=

L0 1RUSE ST EHE M 20 °ce| H= 0] H2t =ol7| Hlo|2%Z 22
T2 22 U @FEE 2XE 22 QUEChERS AlE FZ 4 clean-up ZIA}
x10 ] 4

1. Naphthalene 11. Chrysene+triphenylene
9 2. Acenaphthylene 12. Benzo[b+j]fluoranthene

3. Acenaphthene 13. Benzo[k]fluoranthene
81 4. Fluorene 14. Benzo[e]pyrene

5. Dibenzothiophene 15. Benzo[a]pyrene
; 6. Phenathrene 16. Perylene

7. Anthracene 17. Indeno[1,2,3-cd]pyrene

8. Fluoranthene 18. Dibenz[a,h]anthracene
61 9. Pyrene 19. Benzo[g.h,i]perylene

10. Benzo[a]anthracene
5 3
4 1

6 9 1
) 2 ! 10
12
24 5 13
15
14
1 1 m'ﬁ LT
5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
Counts vs acquisition time (min)

14
o

2. PAH 2422/ TIC MRM Z20f=72Y

90




130.0

(A)

120.0

110.0

% Recovery

100.0

m

: HCBD  a-HCH HCB -HCH  g-HCH d-HCH  Aldrin  Isodrin  op-DDE p,p-DDE Dieldrin op-DDD  Endrin  pp-DDD o,p-DDT p,p-DDT

1300
(B)

120.0

110.0

% Recovery

130.0

(C)

120.0

110.0 —

100.0 —

% Recovery

70.0
PCB28 PCB52 PCB101 PCB118 PCB153 PCB138 PCB180

72]3 ADfojZ/El 2Bt =X LH (a) OCP, (b) PAH, (c) PCB 24 & 3|+20f izt A|2fs} Zof

flel s8-o Xl HES

Agilent Bond Elut QuEChERS Buffered AOAC Extraction Kit (£ 'HS 5982-5755)
Agilent J&W DB-5ms Ultra Inert Column, 15 m x 0.25 mm, 0.25 ym (25 HZ 122-5512U1)
Agilent J&W DB-5ms Ultra Inert Column, 0.65 m x 0.15 mm, 0.15 pm (Cut from Part No. 165-6626)

0| 22 Xtz ME2 EA|2{H agilent.com/chem| A 5990-7714ENS HASHIA| L.
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27HX] A= HX2[g oz 2o

Zearalenoned| CHSH LC/MS/MS &

20

0| 880{|A= QuEChERS =& EAI8 1 Agilent Bond

Elut Mycotoxin SPEE A|2E ™K 2|5t LC/MS/MSE

Trichothecenes, ZearalenoneS AZE5t= BWHES
HHBILICE 0] 2A0f|= MassHunter Optimizer
AT EQ {7t MX|=l Agilent 6460 Triple Quadrupole
LC/MS7t AL E|RELICH HSE XISt E & CHH|
2|48 Hel= 72 ~ 105%ILICH QuEChERS B 1t
O0|ZEA HEE AL HEX QI SPE cleanup 25
L0t 2|22 LIEFHELICE SPE cleanup2 0| &%t
ANZ2E O fRStD O W2 4E oA E BERCH,

QuEChERS & O =2 MX{ 2|5t A|2= ELCt HHE XIZO|

tsaLct

217l =A

HPLC =2

S M o
o oo o¥ U
0z 0l i

Ms/MS =74

Agilent ZORBAX Rapid Resolution HT
Eclipse Plus C18, 2.1 x 100 mm, 1.8 pm
(B & H3 959764-902)

Agilent 6460 Triple Quadrupole LC/MS,
Agilent 1290 Infinity LC

0.25 mL/min
30°C
10 pL

A: 2 + 0.2% acetic acid, 5 mM ammonium
acetate

B: 2 + 0.2% acetic acid, 5 mM ammonium
acetate

Agilent Jet StreamO| A X| =l ES| It2t0|E, 2t/ 49| w2 HO|

AZ A 2
HUE TIA Q&

Nebulizer &:

Sheath 7tA 2&:
Sheath 7tA R 4:

2| Mt
cEHMeh
Delta EMV:

22|s:

200 °C

8 L/min
45 psi
400 °C
12 L/min
+ 3,000V
+500V
500 V

Unit, unit

S
A

92

T SF=] Trichothecenes,
(L= 5990-9107EN)

Bond Elut non-buffered £& 7|E (£ & HS 5982-5550)E & 7}st
S EAS B S50 flMEE|

MZM 1mLE 2mL dispersive SPE FEZ 2
(B2 H3 5982-5022)

| S 1 EhA X2l 2y = gyse

0.2um HEZQICE HEE

N, StollA Z4Z= = 1mL H,0:ACN (80:20 v:v)2.E &3

g 1. 25 EAS 9/3F QUEChERS ADAC A2 A2 ZA}

Bond Elut Mycotoxin =414t

2592 Z= NZFS ot

100mL2| MeOH:acetonitrile (85:15 viv)2 &7I$t = 42 B
1AIZH S0t =50 FLICH

8mL2| 23 (aliquot) A|2& Bond Elut Mycotoxin & (& H=
12102167)0ll @1 o{t=8 T

N, SHOfl A 4= = 1mL H,0:ACN (80:20 v:v)2 2 X 3l

0.2um HEZQIoZ TE

J2/2 ZF 0f0|ZE A 242 ¢/t Bond Elut Mycotoxin SPE A|.Z {2/



¥ 1. trichothecenes, zearalenone 242 2|$t MS =

Mycotoxin Precursor ion Product ion Fragmentor Collision energy =0
15-acetyl Deoxynivalenol 356 321 95 5 Positive
15-acetyl Deoxynivalenol 356 137 95 8 Positive
15-acetyl Deoxynivalenol 339 137 105 12 Positive
3-acetyl Deoxynivalenol 397 337 95 4 Negative
3-acetyl Deoxynivalenol 397 59 95 20 Negative
Diacetoxyscirpenol (DAS) 384 307 105 4 Positive
Diacetoxyscirpenol (DAS) 384 247 105 6 Positive
Deoxynivalenol (DON) 355 265 95 4 Negative
Deoxynivalenol (DON) 355 59 95 20 Negative
Fusarenone-X 413 263 95 8 Negative
Fusarenone-X 413 59 95 28 Negative
HT-2 toxin 442 263 105 4 Positive
HT-2 toxin 442 215 105 4 Positive
Neosolaniol 400 215 95 16 Positive
Neosolaniol 400 185 95 16 Positive
Nivalenol 371 3N 108 4 Negative
Nivalenol 3an 281 108 8 Negative
Nivalenol 3n 59 108 24 Negative
T-2 toxin 484 215 120 16 Positive
T-2 toxin 484 185 120 14 Positive
Zearalenone 317 175 190 16 Negative
Zearalenone 317 131 190 24 Negative
Zearalanone 319 275 185 16 Negative
Zearalanone 319 205 185 16 Negative

H 2. QuEChERS £ M 1} FIE 2| X| SPE HO 2 MA{2|3t 50pg/kg (n=9) ALI0|Z! U A|22| 3|42 C|0|E{ H|D

2ME HEE AlZt £ QuEChERS %% QuEChERS BE Mycotoxin SPE BE Mycotoxin SPE
(min) 28 (%) RSD(%) 28 (%) RSD(%)
Nivalenol 5.6 73 7 93 1"
Deoxynivalenol 6.4 85 8 84 1
Fusarenon-X 6.8 81 9 89 9
Neosolaniol 6.8 94 9 77 9
15-acetyl Deoxynivalenol 7.2 88 9 72 10
3-acetyl Deoxynivalenol 7.2 100 9 92 1
Diacetoxyscirpenol 1.7 105 2 104 3
HT-2 8.0 83 8 99 4
T-2 toxin 8.2 83 8 100 4
Zearalenone 8.4 87 8 79 9

93



x10?

0.9 ]
0.8 ]
07
0.6 ]

0.5 |

Relative Abundance

0.4 4
0.3

0.2

0.1 4 J
0

46 48 5 52 54 56 58 6 62 64 66 68 7 72 714 76 18 8 82 84 86 88 9
Acquisition Time (min)

3213 50 ppb & OHEEIA HEZE: 1 X} transition O HZES} A2 0FE T 0f BHE O A= 15-acetyl DONZf 3-acetyl DON O] = O] & EAjof CHo S Z0FE 24| 222
TIopx] & LICE O|E2 ME CHE AHEZ JNE Eof 7257 f2e/L]ct

flel sE-o Xl HES

Agilent Bond Elut QuEChERS Nonbuffered Extraction Packet (2= % 5982-5550)

Agilent Bond Elut QuEChERS Dispersive SPE Kit (2= < 5982-5022)

Agilent Bond Elut Mycotoxin SPE Cartridge, 500mg, 3mL (£5 H< 12102167)

Agilent ZORBAX Rapid Resolution HT Eclipse Plus C18 Column, 2.1 x 100 mm, 1.8 pm (2 % 959764-902)

o] 22 Xtz MES EA|2{H agilent.com/chem| A 5990-9107ENS HAMSHIA| L.
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x| = otEl 2
GC/MS A| AE
=7 (2rel 2 5990-9865EN)

20

o=
%| X SHEl QUEChERS A2 FA2|H
AZ0tETD] O|3 20 2ME
HSIA|7| D 2 EE QA otE= Ftm|Ql 8l J|Et 25
SHO| FES A5 £ U= WHS MHBILICE X
ZZE2 MRM 2E0{|M GC/MS/MS EM & HEl o,
Agilent 7890 GC2} Agilent 7000B Triple Quadrupole
GC/MS A|ABRIOCZ BME|JSLICE O] M{EZR HHH
QuEChERS &1t O F0f| O|0{X|= K| TE29|
clean-up2 Soff YHE AUtE AABLICEH

=211

T
ol

rlo

QuEChERS E X}

o FEO 292 AZE HelS E1 10mLe|
g2 = 30E S =50 FLCE HERI AT 3 E wintx|

=) 4g2| MgS0401l 192l NaCl=
Mot = 127 ZE0{ FLICE TPP(ISTD)S &7t = 10,000rpmO| A
BN EE

Jm
[0
0

HI

1mLe| OFN|EL|EZ =& #|5l0] 15mLe| ZatA
o

n

fun =

of ELCt

7|
20% HSHLIEE =AU HItgt

| 10,000rpmOi| A 127t A E 2]

| n-hexane £2| YHEZ 2L XS A2 FY7| HIO|YZ 82

32/ 1. A BAZ 95t QUEChERS A|2 2 ! clean-up 2+

717 =74

GC =

ZE (1):

Z3 (2)

Capillary flow ZHX[:

Auto-sampler:
Xol.
T A

Splitless X|&A|Zt:
xXol.
ER=H

Inlet 2%
o= =K.

Split HIZE 7 HX| |

RTL 2tEtE:
2 ItA:
Inlet 2
PCM 23:
QE IZIH:

Post-run A|Z:
Post-run 2&=:
Post-run 21
MS transfer line
Ms =2
0|23 R
PPNV IE PR
EM gain:

MS1 22|5:
MS2 22|s:
Transitions:
Collision energies:
Dwell time:

Collision cell gas §4:
MS 2= F9H:

=/cleanup &I'H 2} Agilent 7000 A|2| = Triple Quadrupole
HE 0[Z2ot AX Xt A= L 2 &7 s 48

Agilent J&W HP-5ms Ultra Inert, 15 m %
0.25 mm, 0.25 pm (2= H= 190915-431U1)

Agilent J&W DB-bms Ultra Inert, 0.50 m x
0.15 mm, 0.15 pm (Cut from Part No.
165-6626)

Pressure controlled tee (PCT)2} pneumatics
control module (PCM)

Agilent 7693A Automatic Liquid Sampler

2 pL cold splitless using CO, -cooled
Multimode Inlet (MMI)

1 min

Port liner 2 mm id dimpled deactivated liner
(B E H= 5190-2296)

50 °C (0.1 min), 600 °C/min to 300 °C
50 mL/min at 1.0 min

Trifluralin, locked to 6.219 min

4E

17.460 psig 2 22 REESE &)

2.0 psig €@ 4 ZE(ES F)

50 °C (1.0 min), 50 °C/min to 150 °C,

6 °C/min to 200 °C, 16 °C/min to 280 °C
(4.07 min)

2.0 min
280 °C
Inlet 1.0 psig, PCM 60.0 psig

280 °C

HX}ol22t

-70 eV

El autotune

10

1.2 amu full width at half maximum

1.2 amu full width at half maximum
S8 2Ol H¥NSH 2] HE

S8 2O HNEH [2] HE

2-28 ms(OH A|ZH &+ & transition 20|
mE), 5571/s

E A 1.5 mL/min, @& 2.25 mL/min

lon source 280 °C, Q1 150 °C, Q2 150 °C




%108 Caffeine
Pyrogallol /
3,
Catechol /
2+ .
Theobromine
P Squalene
=
3 Linolenic acid
(&)
1 M
__F_/Uh _— @ a5 ~ b
07 T T T T T T T T T T T T T T T T T T T
3 4 5 6 7 8 9 10 " 12 13 14 15 16 17 18 19 20 21
Retention time (min)
< >
iy 2M23e 85 39
82 OMMELIEZ FZ = QuEChERS FZ 9| FIA A7 MS I E20FET 0= OfR 2 ZAH|S| ZtHoIZ} Z|E} & FEE0] HAIE[U01 FEM), 0/
HITI0f AR A FELES HEUS R X|T FEY FHH2IZ} J|EF F& FEEL2 FX5] HAEIClE XS & + JASLICH2 L 2H).
140
1 1607 (2
2 120 M g 140 (2
Z 100 £ 120
3 g0 | <50% 2 100 W <20%
5 6 = 50.70% = 80 m20-30%
2 " 70-120% g 60 = >30%
e E 40 >30%
0 0
0.01 mg/kg| 0.1 mg/kg | 1mg/kg |0.01 mg/kg 0.1 mg/kg | 1mg/kg 0.01 mg/kg‘ 0.1mg/kg| 1mg/kg |0.01 mg/kg| 0.1 mg/kg
Black tea Green tea Black tea Green tea
83 ADfo|3 &Z27F 2k2k0.01, 0.1, Img/kg & ] X1} SXF A2 LY ZHZ &9 K29/ (1) FAE 2 3/+8 % (2) RSD 2EZ

20|

OS2
Sood

Off &

R

Agilent Bond Elut QuEChERs Nonbuffered Extraction Packet (= 1% 5982-5550)
Agilent J&W HP-5ms Ultra Inert Column, 15 m x 0.25 mm, 0.25 pm (2= = 19091S-431U1)
Agilent J&W DB-5ms Ultra Inert Column, 0.50 m x 0.15 mm, 0.15 pm (Cut from Part No. 165-6626)

0 S& At=2

H

—
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LC/MS/MS2t 4= =l QUEChERS &
365 =22 s SHLA=Z
294

0| 380j|M = AZE0||A sulfanilamides, macrocyclic

lactones, quinolones, clopidols S 47tX| 372 S22
o|Z S HESHY| ?let QUEChERS =X YWY S
MEHBILICEL O] WHOZ 471X ZRO| S22 8 QUE
DEO|M BHEY 0o 3|2 0| HHEJASLICE 7|7
2 M2 Diode Array Detector?} A X|El Agilent 1260
Infinity LC, Agilent Jet Stream technology X 7|22
0|23} AA 7|50] L= Agilent 6460 Triple Quadrupole
LC/MSE 0| &%l O| FO{AFL|Ct. o] HH2 |F O0iHE

EOotLEL EE, 2], B AR0NME H3HOZ MEY
2 QIAAL|CE
A MM H .

NE (R S 2Pk 20+ 0.05)2 5 50mL 2A2217|8
S0 £l

4mLe| 22 Hst

1% OFM|EAtO] E0{QlE ACN EHS 10mL M7t = A4S E 0
122t E8A K2
QuEChERS ==Y 7|E L& H7} (R & M= 5982-0032)

SRS 2127 A

SEOZE 5 4°CE 57} EXE =
AE2[7]0f| M 5,000ppm2 2 527t &

4
27t AxE2elst 3027t =0t SLCt

rdo

s

19| EZx(aliquot) A|Z 6mLE 15mL dispersive SPE S E (£Z
5 5982-4950)0f ‘@10 A4S ©2 F 127t EHA X2

5,000rppm2 2 52 7F

MEM 4mLE MR st

40°COllM N, SES S2HAIAH

1mL2| 2:8 ACN:H,02 XEsHst F| 10,000rpm2E 1027t

27|

AEOHS X A2 Q7| HO|Y 2 22

HA{ 2
242

£/3F QUECHERS ADAC A2 FX{2]

HPLC =2
EEE

m

K I =}
ofn me o U
0z o o

L
ot
0z
rE
ot
H

MSs =

=4

ItA 2

THA Q4
Nebulizer:
Capillary:

Sheath 7tA 2&:
Sheath 7tA R4:
AN PE:

Agilent ZORBAX Solvent Saver HD Eclipse Plus
€18, 3.0 x 100 mm, 1.8 ym

0.5 mL/min

30°C

5L

A: H,0 0.1% formic acid

B: ACN

AlZHmin) %A %B
0.0 90 10
0.5 90 10
1.0 80 20
4.0 75 25
8.0 40 60
9.0 5 95
12.0 5 95
12.1 90 10
15.0 90 10
Positive

300 °C

7 L/min

50 psi

3,000V

350 °C

10 L/min

DMRM

97




=104

4.24 : 31 i
2 7 EL] Il]54 35

36
AN

T 12 14 16 18 2 22 24 26 2§ 3 32 34 36 38 42 44 46 48 5 52 54 568§ 6 62 64 66 68 Y V2 74 TE 78 B 82

16

23

. 22 |I 1

1 4 7 4 41 4274344454647 48 4 1 a

322 588 9/4ES MRM FZE IZ0IE T
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1. 35 tA9| 2|x3t Hat o 240 2|+2 S glolf MEHEl Na,S0,E EESH FEH ==
=M 1 2 3 4
B MgS0,+NaCl Na,S04+NaCl Na;S04+NaCl Na,S04+NaCl
dispersive-SPE 22 C18EC+MgS0, C18EC+Na,S0, C18EC+Na,S0, C18EC+Na,S0,
=% 204 1% ZTEA 1% ZEA 1% ZEA 1% ZEA

Ol ELIEZ OIMELIEZ OIMELIEE OIMELIEZ

= 8mL 8mL 4mL 4mL
macrocyclic lactonel| W+ 3|+ 22.95% 43.66% 45.12% 70.46%
sulfanilamide2| W 2|+ 10.86% 25.96% 33.25% 54.35%
quinolone®| W 3|48 86.79% 47.69% 62.69% 64.44%
clopidol2| Wi 2|2 55.12% 38.02% 49.89% 65.37%
Zearalenone 8.4 87 8 79

H 2. dispersive SPE I}2t0|E| X[ X3} Au} HL} 243 8SMS 2ol MEHEl pSA X dSPE =R E

=My 1 2 3 4 ]
>&g Na;S04+NaCl Na,S04+NaCl Na,S04+NaCl Na,S04+NaCl Na,S04+NaCl
dispersive-SPE 2= 50 mg PSA+ 100 mg PSA+ 50 mg SAX+ 100 mg NH2+ 300 mg C18EC+
150 mg C18EC+ 150 mg C18EC+ 150 mg C18EC+ 150 mg C18EC+ 900 mg Na,S0,
900 mg Na,S0, 900 mg Na,S04 900 mg Na,S0, 900 mg Na,S0,
= 80f 1% OFM|EAt 1% OFM|EAt 1% OFM|EAt 1% OLM| E At 1% OFM|E At
OMELIER OtMIELIEZ! O ELIER! OtHELIEZ OtMELIEZ
= 4mL 4mL 4mL 4mL 4mL
macrocyclic lactone2| W 8|48 54.57% 42.23% 59.87% 33.70% 66.10%
sulfanilamide| Bt 2|2 64.37 % 63.27 % 77.35% 51.71% 71.80%
quinolone2| B 3|48 73.88% 88.34 % 76.82% 97.03% 84.66%
clopidol2| B 2|8 85.12% 100.11% 71.57% 70.27% 91.17%

flel 38 Xl HES

Agilent Bond Elut Extraction Tubes (£ 5 H3 5982-0032)
Agilent Bond Elut QuEChERS Dispersive SPE Kits for Drug Residues (25 % 5982-4950)
Agilent ZORBAX Solvent Saver HD Eclipse Plus C18 Column, 3.0 x 100 mm, 1.8 ym (& H< 959757-302)

0| 28 K=o MES EAIZ{H agilent.com/chem0i| A 5990-0013ENS 4 AHS
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Ol M 2E{, MS ATIEZ]O|
AHEZ 2to|=E2{2| glo] Ad
TOF-MS A|AHI0f| O|27|7tX], 0
O|X| M& =tol, ™22 gl o
| &St = =Lt

H
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Job N> o2t bt
= N

ot rlr

A

Agilent 6230 TOF LC/MS

Agilent 1290 Infinity LC

7000B Triple Quadrupole GC/MS
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HPLC Columns
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ORI S 26, 57
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B 32
OFO R Al 92
SO 15, 18, 21, 24, 28, 30, 34, 36, 39, 41, 44, 47, 50, 61, 63, 65, 67, 70, 78, 81, 87, 95
CEEPEFSFZERSEA A (PAH) . . oo 55, 84, 89
EE|GSF HFOIHIE(PCB) ... 59, 89
CHEE BESER EESEASAPNA) . o 84, 89
tChOtheCENeS . . . . 92
B R OO 97
ZRATAlBNONEG . . . . 92
HEEIA H|o| x|
N 15, 18, 21, 36, 39, 61, 63
O A 50
P 87
= 53
R0l 28
= 2 97
= 55, 59, 84
7 = 67
- 97
o 61, 87
R 73,76
R Rttt e 97
A 26
B R 81
=1 = 78
L 67
B 67, 87
L 67
L= L 97
4 7 57
- P 65
= 1 89
N 32
= N 24, 41, 44, 47, 67
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QUECKERS At BN . . 18-35
QUEChERS M | 15
QUECKERS M JIEl . 73-99
QUEChERS M B T 14
QUECKERS MEH ZH0| . 10-12
QUEChERS MIE 2 QI B 13
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