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X F Agilent Bond Elut QuEChERS AOAC
RAIENEERPREGZEBE GC/MS 7347

HE

AR ABLA T HE,. BE. BN, 5. MAMZXLM (QUEChERS)AOAC #a Hil&id
RERERMEUERPH 13 RARGEE., ZHEEREAK/ ZBREMARE
GHTER, AENEELZEN/HBIR. BRASHEMEZER (98 SPE) #iTHL,
ATHERENSHEEENFNAEURKE (GCB) BERRTELHRASEN G,
XEATMANBRREHR#HTE, HRERYH BRKEH LC-ESI-MS/MS % K R 15
(MRM)E. BEHRHMFTEMBHENAHAEBERRLE S, WETEXBHON
VIR EIEMER Y, A EHTTRIE. RAEBRERREEPREZEY 5 ng/g K
TERTRTFENZRSEHBRE(MRL)., EKENEXKEAMITKES A 10, 50 F0
200 ng/g, FHEIKETERE A 64%% 108% (FH{EH 91.9%), RSD {KF 10% (FHE
H3.3%).

Agilent Technologies
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BHM AOAC QuUEChERS #EE R EBHRZR ML K, ZFH
EEEW TR TRAPRAMSIN-3], BERR, &HiE
BEFAIIESR. ERMSBERENAL., EERSRY,
ERASEME 1% KZE (ACN) BT ENT R, B {ER T KTHER
ENERPRNEA, NMEEREYE. BUTE. EREM
BR(PSA)EBREERATPHEERBREEEUEY, TAREER
R TZEERRMKG, RBAEMNRRER, EX—SHEATNF
MEE—L£RKS, GINAENREGCB)RMEZMERE, K18
ERE S MBS,

EXAAMERSERMBWAARRRRRR, ALtERAE
WREBESBERERLHERE -T2, EXLEXNES, B
EFRE 50 mg AEUXBHIZHE (ACN) ZEEF/HMA 50 mg
#) PSA #1150 mg 89 MgS0,, A& LR BRRMFEEH S FH
MERMER, AEEHEFRERATEXTHRRXER,
ERAEUREBLESBM—LFEEHNRE, HINSERME
AUkl FExHERHSHERERKNENEERTEES
MERHGEN, SHEREENEREXERTHMETTFEEY
HIREGRSERAFIRM,

BT AR E R[4, BATHL S BEEEENE iR n &
x WAMBRERPRANIM, ZEAREE6RHTX4
B BB AMRE X ERANENYE, FMTHRENASNL
RERTHMAEGTEEMNERER, fINESE. EXTHR
F, BT 13 MRAARITARER AOAC & MM ERIL
FE (B3 5982-5755) MAFH BKRMEFERX 2 4TH Bond
Elut QUEChERS AOAC ##IEIHZERRFIE (5145 5982-5222
15982-5258) XM TIERE. £E T RgERFERMBFN S
HERZEN, Wi TZAEMERRMERY, &1 51H THEES
EERGHUFEMENEE,

EERS

Rt ER

Fr R FIFA RS A HPLC Rk A s, FEE(MeOH), FE—
ERFR (BEER, BEIR, £E); ZFE(ACN), ZRETR
(DMS0), WKERER(HAc)—1&IS-BREEF ZKS, BEAHE,
£E): ZE%(NH,0Ac)— ¥H/RIUZE (Fair Lawn, FiEH, %
E); BE(FA)— Fluka (Sleinheim, fEE); RGFHEMAIE, =
AW (TPP) — AL -RRABEF (ZRS. BHE, £E)
ChemService (BVIEHHE, BV R, £H), Ultra (85T, &
B5, £H), IERT (mEFR. DEEE, XE)

ARt

FRHIKEA 1M, pH A5 MZEREMEER: 1519.27 RHZER%
MABTF 250 2 Milli-Q Zi7k$, A pH itFAZ BB pH EZ
5, F 4 °C (AR, pH EH 5. KEH 5 mM ZE$EHT 20:80 A
B2 /7K ATRMELH: % 200 mL FREZAN 800 mL Milli-Q KB &,
ANSmLIREA IM. pH A 5 KZER%EER, BEH5. 5mM
ZBENZIEARMES %5 mLIREA 1 M. pH h 5 2B
fERBEMANE 1L ZBEART, REYIHBES 9. §1%
ZBNZEARNES. B 10 mL ZBIN 1 L ZIB3ES, BRE
¥4,

RERBRAREER (RTESHERHA 05 mg/mL, HFKHH

2.0 mg/mL)H S A FRERR. & 01%FRMZBR _RETR
diEl, F-20 °C fiEfE. =4 QC MIRARE S 0.1% BRI 1:1

ZRE/KERERS], KESHA 15,7530 pg/mL, FARIE,

10 pg/mL BERERT, FEH 0.1% FEE 1.1 2B/ KRR,
BT ELNHRENTERT AR ERLZ. 15 pg/mL ZHBER
BNFRRERR, BEE 01% BERM 1.1 2R/ KBRES .
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KB Z R EARE[5-7]

FERBH
am %5 Log P pKa MRL (ng/g)*
Z B ER B BEERER —0.89 8.35 0 0 20

Il
iGiE [E R 2.36 104 50
SZER P N 1.48 4.2 0 100
H >~0(:H3
Ly
N
L FRRENE 4 4.44 500
HEm b 3.82 6.53 20
0
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Yy FERZE R BRI 0.57 NA 1000
A it BB -0.79 NA 10
KEM = 3.72 151 50
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{28 F0 4
B —REBTIRNIZEN Agilent 1200 BT EREREN (R
BIERBERAR, mil, £E)

EEHRERBENEER 6410 £5| == HEMREFF LC/MS/MS
(ZECHRBARAE, M, x£H)

BFEEKRMFEIZRNAZIER Bond Elut QUEChERS AOAC
FEEUAFZE4S 5982-5755 1 Bond Elut QuEChERS AOAC %
B EHRZERGRFI, $5445 5982-5222 F1 5982-5258 (RHEE R
BRAA, i, EEH)

CentraCL3R B:0L(HER |EC, BIFEE, £H)
#OMMSE (VWR, So. Painfield, #i%d, £E)
Eppendorf BB (2%, AR, 44, £E)

WE TG
H#ER LC/MS/MS LRTHIF 48]
HPLC %%
B . ZI#R ZORBAX iAFIT 4 Plus Eclipse Plus
Phenyl-Hexyl, 3.0 x 150 mm,
3.5 um (EB145 959963-312)
TRiE 03 EH/%
Hig . 30°C
HEE . 10 uL
piLiE A: pH A 5.0 &5 mM ZER5RE) 20:80 BE/KiAH
B: pH 4 5.0 &5 mM ZEBEMNZ AR
RS - £0.2% FERHY 1:1:1:1 ACN/FES/ RTHEH(IPA)/H,0
A
HE iR
i8] % B (mL/%)
0 20 03
05 20 03
8.0 100 0.3
10.0 100 0.3
10.01 20 05
13.0 STOP
BiET 4 55
BIE1TRHE . 17 4
MS £
EBEFHER
SHRE - 350 °C
SRR 10 L/min
EU5. 40 psi
ERE 4000 V

HARX I EHFITFR 2,

HailE

BENETEaERRNNE, ZR/SBENSSEREREL.
AN RERERNEML AR TEAN D T8 HRAH
EARB T ENHERERE LS RRMAREL, Hfidiz
A

BIRERRIES R, SRR, #REN15 g (+ 0.1 o) BRI 51N
MERET 50 mLBEOES, DERBERTMNELH QC MR
T (100 pL ), ZAEAIN 100 pL (& 15 pg/mL K TPP)RIRARA
. REHR 0 FWE, BARBIFHMAN 15 mL & 1% ZBEE
ZBERR. -1 BLERSFERMARER Bond Elut
QuEChERS AOAC ZERE €1 (45 5982-5755), =FHLE. B
FRIZURIE 1 2%, BEBOHVLT 4000 rpm Bil 5 940,

BZRBEREA KA, 758 RGHIMH NS HEHRE
WA ERE, WitEHSBEREZERSEERE T ARNER,
M TEEANE. LER 2 mL SHERENER, ZEEE
(£9 14 mL) 2B ERGBRRIABEEHN S S EEER A E. Y
/8 15 mL ZXENER, WEERZEREA 14 mL ZREEBEREE
HETEHAEN S BERERTE. AMBZ—HREEHER.

BB 1 mL LEZERRB AL Bond Elut QUEChERS 4
BEMHZER 2 mL FE (345 5982-5222) 1, HEF 8 mL £
BZBEARBANZER Bond Elut QUEChERS £ 8 EIHHZEEN 15 mL
FEHNE (A3 5982-5258) A, 2 mL ZEEE S 50 mg {A{PAR,

50 mg KA RBWREM 150 mg KBRS, 15 mL ENES
400 mg PSA,, 400 mg #J GCB #0 1200 mg AERERHE. T—,
%375 pL FIEREANE] 2 mL ZBUED, T4 3 mL KREMA
B 15 mLERER, = RENERRIE 1 290, ABLESE, £

ANERZAERETREHDH, 2 mL EMELERBBEOMN
£F 13,000 rpm Bl 2 250, 156 mL EREERESON LT
4000 rpm B0 5 S8, 45 825 pL WEBUREBE B —FENES,



£2. {EALC/MS/MS 31 13 BRI FT12401E

i MRM i&i# (m/z) THERE (V) CE (V) RT (min)

Z B RERE 1)184.0 > 94.9 60 3 255
2) 184.0 > 111.0 15

FA Rt 1) 142.0 > 94.0 60 8 2.54
2) 142.0 > 124.9 8

M HFER 1) 218.1 > 105.0 115 20 2.97
2)218.1>78.0 50

SZHER 1) 192.1 > 160.0 95 18 5.07
2) 192.1 > 105.0 40

KRR 1) 256.1 > 209.1 60 12 5.53
2) 256.1 > 175.0 18

BRI 1) 202.1 > 175.0 110 27 5,65
2) 202.1 > 131.0 38

52351 1)210.1>111.0 50 12 6.89
2) 210.1 > 92.9 15

GRS 1) 202.0 > 145.0 50 3 7.30
2) 202.0 > 115.0 40

R ek 1) 243.1 > 130.9 80 15 8.50
2) 2431 >172.9 15

E 1) 297.1 > 158.9 80 22 8.52
2) 297.1 > 200.9 15

IKEM 1) 284.1 > 158.9 80 32 8.95
2) 284.1 > 172.9 32

WEE IR 1) 226.1 > 93.0 120 35 9.23
2) 226.1 > 108.0 35

BRI EE 1) 314.0 > 222.1 70 10 9.44
2) 314.0 > 235.0 10

BB = R ER 1)327.1>77.0 70 45 9.49
2) 327.1 > 151.9 45

1) EEBF transition BiE
2) BIAETF transition JBi&

HFRARSHETIE, BMERT 600 pL 0. 1%PBMZERR, 212
BOMBER, 200 pL ZEREB B RN ERRS, B
A 800 pL kR EEESIRERE (AKHE), ERmmNEtKES

ily, FLC/MS/MS (LS,

HINEFEMZRERRIRR RS BERERERIRE.E 1 Fn
REBNEXEROEIERNIE (RiaMMEFHIBERZE

WAiE)
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| MERAFE S5, D000 P55
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B nLZREBRE B B nLZBERRERE
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ZRIIE

REGFHBRNA QUEChERS AW REBEREN AL RIZHT
PE, EE. NENEREEEE. MAFRENKREMER,

AN TAEURENSHERENEEBRE ERTEERYR
B8, BENRIES TEEEMKAMENNE, ELiE
AMAERRNBREFEECNRESY, RPERBNEER
AEMA4] . KT, B LC/MS/MS BE NRIERME, RiLRE
BRERMHEN IR EIRBASFETANALE.
B2 %3 RERTE (MAAIR) LC/MS/MS KIEIEE, kR
50 ng/g MR SEIE I IR SA RN E RO 23 BB B ZE BN T TR 2K BN

B EHSHERERAELENTEEMNIMRESTEE
FERK, BERNRRMHENA ENHKANERERS
2 8315, M 20% 12HE 40%, 60% RFAE100%. B, EHR
HR5>15%T RSD /MF 5%, RIMKRREHZWE HERAR
TELER, Bk, NRBAFEBANKANSEREERSAT
FEEMRG FHRLEFERES. A ERENE K EF
BMMENERIE, HETEELR.

x102

|
>

e e o9
o N o ©
(RN ENENNR RN

=
2
|

=
IS
L1l

o o o
-_ N W
|

o

PRI T AR S ERMEAEL LC/MS/MS &R

0.7 1

o o
[S 07
LI L]

=
~
I

=
w
L1l

o
N
|

IS
o =
LILLL]]

B2 FEESEERZERA) MEHS B EEZER (B) B2 R ERRZAM LC/MS/MS B, Kt TPP




x102

=
©
[EEN]
>
=

o
[==)
L

o
~
L

o o
o o
L

e e 2
Now s
LU

o

o

BEgLC/MS/MSTEEIRTGH, BEMRMES T EEEEMKRE N FHEKE,

}\z\b

T T T
15 2 25 3 35 4

x102

o o (=]

~ [=~) 3=} _—

LUl
=]
~

o
o
|

o o
&~ o
| |

o o
N w

o

T T T T T T T T T
85 9 95 10 105 11 116 12 125

10

8
\\ 11&?
J

12

o

0.5

o

T T T T T T T T T T T T
7 75 8 85 9 95 10 105 11 115 12 125

A3

ZifE =R (L0Q)

B REGR&E MR ESE B4 5-250 ng/g. HRIRFIRE A ELL
B, AEENERTZESHFSAEANRERLAR. B
HEREZATSFMA 5, 10, 50, 100, 200 1 250 ng/g KIARAERK
MERIEMEZ, 100 ng/g K TPP {EAMER, BHEMAHNYIAIE

50 ng/q MirHEHBBRFEETHEEER (A) FIXHPEEEZR (B) ZREERLC/MS/MS iEE , IERA . 1. FEEE, 2. ZBERERE, 35T,
4ZBER, bmiklE, 6 BEWK, 7 HXE, 8BEZ, 9 Kk,

10.9TERE, 11 KEM, 12 BEFEE . 13 BEE IS: Wt ., TPP

SR (ENYREER/ NRMEER) SHUMAHERRE
(ENPRE/RITKE) MREBL. EKRRETHREXLE
REGHBHEEEFR LOQ5 ng/g (5 ppb), KT BETERS %S
FRE. R3FIHT 1 mL 08 mL HEEHRZERAERLMEEIR A
EFEXZRE(R?),



£33  WFERLRGERYHLME
1mL S E{EEZER 8 mL SR ERER

wHill B EEAE R2 YL BN 5 72 R?

Z B FR Bt Y = 0.2358X — 0.0008 0.9976 Y =0.2164X - 0.0014 0.9983
FR RS Y = 0.0862X — 0.0003 0.9975 Y = 0.0804X — 0.0006 0.9942
At A - Y = 0.2073X — 0.0002 0.9995 Y = 0.2034X - 0.0013 0.9978
ZER " Y = 0.8375X + 0.0032 0.9915 Y = 0.8383X + 0.0002 0.9982
by i Y = 0.0652X — 0.0007 0.9905 Y =0.0620X — 0.0011 0.9742
TERRI - Y = 0.4081X - 0.0008 0.9995 Y =0.4102X - 0.0011 0.9975
SRREL Y = 1.9253X — 0.0042 0.9995 Y = 1.8253X — 0.0037 0.9996
iEGES Y = 0.4243X - 0.0013 0.9979 Y = 0.3993X - 0.0019 0.9946
REh Y = 0.7859X — 0.0012 0.9983 Y = 0.7420X — 0.0012 0.9985
s Y = 0.4586X + 0.0002 0.9954 Y = 0.4229X + 0.0005 0.9903
KEM Y =0.1643X — 0.0014 0.9923 Y = 0.1468X — 0.0003 0.9944
WA B BB - Y = 0.3274X - 0.0024 0.9904 Y = 0.3067X — 0.0013 0.9978
BAEIER Y = 0.1809X — 0.0015 0.9975 Y = 0.1659X — 0.0008 0.9928

 WHEMAMERERTERINER

Gl E=FnE %

B EEEERTPMANRGIER RGO EKEMERY, i
FRENFIHAA 10, 50 200 ng/g. XL QC HRmIEBIMFER
RAEBEREEN AT NKELBEHT 6 REE D1 mL AN
8 mL FRM A BIEABZER B EFEIY (B RSD R7) KIHHE
FAFFR 4TRSS . ERETH IHARBHERENREE
RIFHIEIEE (F391 mL #9i%2] 97.8% , 8 mL KJiXE] 103.4%)

FFEZE (19 1 mL B9 RSD 4 3.6% ,8 mL #Y RSD 4 4.3%) . R
ER4MBAMSHAERENRGERERE (FH1 mLEA
785%, 1 8mL KA 69.7%), EREBZEER (FH1mLH
RSD 4 2.7% , 8 mL 9 RSD 4 3.3%) . B EHI AR B aIME
RERTFERAE. MAFANITLERIES R LR A H

=[4].



F4. Himl, 2ml BRESBEEZERE (84S 5982-5222)15 5|09 k% K 4 25 5% B AL 29 LY EFIE T 14

10 ng/g 045 QC 50 ng/g JN#R QC 200 ng/g M04% QC

i (E]e: RSD (n=6) Bl & RSD (n=6) g RSD (n=6)
Z B R 91.8 4.2 93.3 3.7 93.8 57
FR B 93.4 33 91.3 5.6 101.9 7.8
M 74.0 29 7.1 3.2 703 2.9
ZER 105.3 4.0 109.1 25 88.9 17
ik 98.2 45 100.4 3.7 100.0 27
EEARIRI - 79.0 27 76.6 2.3 755 1.8
BB 100.0 17 98.1 35 93.0 4.0
iG-S 110.8 32 108.1 1.0 105.1 3.2
K ek 98.8 1.6 98.2 33 95.1 3.1
B 84.0 38 89.6 25 89.8 17
KEM 103.1 5.4 98.4 35 972 19
WA T BB 69.1 47 62.0 2.9 61.3 1.1
BABIER 104.4 48 101.2 5.0 102.6 3.0
MM HEEER A EBRNER

F5  HemL, 15mL (KREIHHENGERE (AFHS 5982-5258)fFEIRT IR HF F XL B B9 BRI FFIE I

10 ng/g MN#s QC 50 ng/g M#x QC 200 ng/g fi0%% QC
i Bl & RSD (n=6) Bl =& RSD (n=6) B & RSD (n=6)
RS 98.6 38 94.2 7.1 97.8 29
Z PR R 955 8.9 915 6.3 105.6 5.7
M EFER - 62.4 43 53.9 34 59.3 5.4
BER " 95.7 1.6 98.6 19 93.3 2.9
KRR 112.7 4.2 107.6 7.7 110.4 3.7
TR - 58.0 35 62.1 33 66.8 2.8
SRREL 104.9 14 103.3 37 99.0 33
iEGEES 116.9 2.2 114.6 24 110.8 2.1
R 5eHk 105.3 25 105.7 28 103.0 23
e 86.3 39 94.9 43 93.9 34
KEM 1035 10.4 106.9 36 99.2 6.4
WA IR - 63.1 28 60.6 48 62.7 2.9
] 111.2 45 106.6 3.2 112.0 3.0

R A BE R RGN ER



4 5T H 1 mL 18 mL AR ERERGEE M E R
BEAR. ATHLLR, MAERGEBER = MK ENTE
HENEMERE. AR BERERSUIRNERRASH
BEREX, BATMTERETERMBMUNERSL, B
FETHRENER. T2, IRER 8 mL SHEREERGR, E

TR RGNS S BERER, LRHITRRER, WRER
1 mL SEEEERER, — I ERIRREMNARER®E B
RERABHN D HEEERMINAE. IRSEMTERA.
e, BmEMG. ERIREBKERPHERMEAZK
KT

170 8 mL ER S B EHEZERR SRR RN EEZE

120
O1mL m8mL

100

80

W (%)
T

40

20

2 3 & Mg i el

£ £ = ® =

B B = ] "
s a4
N

4 Hk S o 2 = i
X BE R izt | = it
BN £ X g = it =

B3

B4 1 mL SEEEER mL 2B EEERI BN EFIGE EER
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BTFARKRMERZALEL Bond Elut QUEChERS ADAC 4
HARNENAFZNIFERERRAE, ARAEXPERE
MRRGRGET M8, REVNSRNTE. FNREX#HE
A BERERAERE T - M EEERNAERE TRHIHE
HENFHAZURESIENTERAS FHRE. ETMRE
RHERITEXPNE L, ZHERGMENEREMNENR
METMEZN ., EXPHERMERMLERN, FEIEME
HRUEYMERFERM, ATMERAKKRTEMNEHRBR
HMMETEY, TUBTERARMEZNRIER Bond Elut
QuEChERS AOAC &M EMZERKFI M B EHEZERLHE
ERTHM—LAFRNERERMKRMEZLRG S,

SE 3

1. M. Anastassiades, S. J. Lehotay, “Fast and Easy
Multiresidue Method Employment Acetonitrile
Extraction/Partitioning and "Dispersive Solid-Phase
Extraction" for the Determination of Pesticide Residues
in Produce,” J. AOAC Int., 2003, 86, 412- 431.

2. S.J. Lehotay, et al., “Use of Buffering and Other Means
to Improve Results of Problematic Pesticides in a Fast
and Easy Method for Residue Analysis of Fruits and
Vegetables,” J. AOAC Int., 2005, 88, 615-629.

3. S.J. Lehotay, et. al., “Determination of Pesticide
Residues in Foods by Acetonitrile Extraction and
Partitioning with Magnesium Sulfate: Collaborative Study,
J. AOAC Int., 2007, 90, 485-520.

4. L. Zhao, J. Stevens, “The Impact of Toluene Addition in
the Dispersive SPE to the Analysis of Pesticides in
Spinach Using Agilent Bond Elut QUEChERS AOAC Kits
for Highly Pigmented Fruits and Vegetables,” Agilent
Technologies publication, EN xxxx-xxxx.

5. http://sitem.herts.ac.uk/aeru/footprint/en/index.htm

6. http://www.mb.ws001.squarestart.ne.jp/foundation/
search.html

7. http://www.mrldatabase.com/?selectvetdrug=0

8. L. Zhao, D. Schultz, J. Stevens, “Evaluation of the
QuEChERS AOAC Sample Preparation Kit for the
Analysis of Pesticide Residues in Apples with
LC/MS/MS Detection. Agilent Technologies publication
5990-3937EN.

WFETHER
%FRAT* BRSNS ERENER IS

www.agilent.com/chem/cn,



www.agilent.com/chem/cn

ZREEHARMTHAMGER, URBTFRASERRTH
FERMEXRETRBRE.

FEMPEROER. RATMAR, NELE, BASIT
BA.

© RERR (WE) FRAF, 2012
HE R

20125 1H86H

5990-4248CHCN

Agilent Technologies
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