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ceoa % ... R Agilent Bond Elut QUEChERS AOAC
oot HMANEERHRHZEM 6C/MS
c o o VXl
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BERRE
N3 HE
Limian Zhao, David Schultz #1 KEARERSTERRE. BE. 25, 5. @AMRL (QUEChERS) AI ADAC
Joan Stevens HmilEhE, REHFELERS 17 5 GC EHNSMERRBRY, ZHEEELE
ZREARAT K/ZEEMBREZZNVFIZN, RENREFLEN/HBRSE, BASHEEZER
Centerville # 2850 = (98 SPE) #1Ti%., XWMARMSHZEREELFZER 1 mL 8 mL #&m, Hm
Ei/REAY , DE 19809-1610 REERM MG ERIT TR, REERSBEEIE/ L (6C/ MS) HERMHEFR
ESE| W (SIM) B ERREY PR BRRAHITT oM. WA ENERENEDE#T

TEIE., ERPASHRAORERNR (LOQ) A 10ng/g, A, RKEXEANRK
HMFRA 50 ng/g. 3K Bond Elut QUEChERS IXFIE, FTAHFEREHARBER
Bimin R F AR ERE (MRLs). EIW RS AR INKEKF 5504 10,50 #1200 ng/g.
B RSB H 70%2) 136% (394 92.5%), RSD 1T 15% (P94 5.0% ).

Agilent Technologies
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2003 FXERUE (USDA) MBEREREE TRESHH
QuEChERS Ai[1]. SIMFLEFHRFNREY, ZHEXHTT
B¥, SEXBEPZNAL2]. 2103 200 EHRHGMLER
iE, XMBHFEZEXNESLFHEHR AOAC Official Method
2007.01 [3]. ZHEEERIERAEMZIE (1%EER) BRIREN,
5k FR BN Tk BRER S (MgSO,) AT EAT ZEBUN F= £ - T 5
B, Ao#ERZEN (98 SPE) #iT4d, BEEEEREM
BR(PSAERHEERSPHBEIEBRM R EM TR, REER
TKFBERE R T RKMKS. ZREMELE, BLEE
BATFAH.

AT ERARER R FEL NN, T GC A7, EMSHEE
ik/Rik (GC/MS) EEKRAZMHAT ZERTIHEE, Tk
B EAER LC/MS/MS ITER PRI R AT TRUFIES
¥, 34T Bond Elut AOAC 4 i 2B FZH0 Bond
Elut AOAC Y81 SPE RFIZHIMERE[4]. EARRSH, RITEHT
Bond Elut AOAC HEMEMZERKNE (A4S 5982-5755)
Bond Elut AOAC £ SPE i FI& (#B/4S 5982-5022 #1 5982-
5058) I EMAKRMBEPELMMFERMRAMREN, %5
WiBE GC/MS HITHHT. HIMERET 17 MRRSHHEREM GC
ERARYG, SRIFREFNKKE(0Cs). —EHHNBEKL(OPs)
MAVEKL (ONs), RERGHEAKEREFZSKALRF
X, B5RREREX, BEH 10ng/g T L, T 1FHTER
P ERAR L FEIERER.

BAftER

FrERFIFARIEA HPLC R A 4. ZFF (ACN) 5HREM
B Honeywell (Muskegon, MI, USA), Z& (HAc) ME Sigma-
Aldrich (St Louis, MO, USA), B (FA) M8 Fluka (Sleinheim,

Germany), KE&TRERMALR (BEBR=XEE, TPP) WA Sigma-
Aldrich (St Louis, MO, USA), Chem Service (West Chester, PA,
USA)k Ultra Scientific (North Kingstown, RI, USA).

BRHRE
10 EFHZEAIMNE] 1 L ACN B 1 %6BEEE Z IS AT .

FRAEFIRER (IS) iA&H& (2 mg/mL) 550/ BEEE S, F-20 °C
TRE, TENHRARSABELCSRPEFBMREH
20 pg/mL EREA. 11 MRAK=FI04E QC B& (1 pg/mL.
5 pug/mL #1120 pg/mL) B 1:1 ZFE/7K(0.1% FA)EBFHE .
20 pyg/mL B 6 MRHGREBMATERIEARERER. B
2.5 ug/mL ARAERTR (17 #KRE) 2ZH(0.1% FA) AERZTAR
BNELHRE, BTAHIRERRZ. B 10 yg/mLTPP 1:1 ZH/K
(0.1% FA)IRERIATRAE A RHR(1S).

18 R Atk

ZREESHEEIEN (Agilent Technologies Inc..Santa Clara,
DE, USA)

Agilent 5975C &%) GC/MSD (Agilent Technologies Inc.,
Santa Clara, DE, USA)

Agilent Bond Elut QUEChERS AOAC ZEUXFIE, %S
5982-5755 (Agilent Technologies Inc., Wilmington, DE,
USA)

A% WA RIS A Agilent Bond Elut QUEChERS ADAC
28 SPERFIE, E4S 5982-5022 #1 5982-5058 (Agilent
Technologies Inc., Wilmington, DE, USA)

CentraCL3R B0l (Thermo IEC, MA, USA)
OB &=E (VWR, So Painfield, NJ, USA)

Eppendorf {2 E:V& (Brinkmann Instruments, Westbury,
NY, USA)
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FHRFPRG IR ARZER GC/MS Fik[9],

HmHlE
KM

SR ERGBNERMTHMREE, B 3 BERIBIE, FE,
RFREER: Agilent 7683 BRI 3% £, METHNBRLES, 20 °C AHIR, HEFEETFUE
R A FRGME, KA, RUBEBMOFERR, WEME, 05
it palert S0 x 125 i 028 HP 5 AR, MEEIMATK, HRETLNE, WRESHRNRR.
it'.?“ ﬁ’.‘r—‘” '['EEE'K *ﬁglﬂ%ggﬁﬁl; f‘ifﬂﬂﬂ‘]—?ﬁ%ﬁﬂh
BEHEE - FILIEHER 16.
Sz
AR e o WEMIRRER 15 g (0.1 ), BT 50 mL HLEH. 0C H&
(115 5%) NN 100 pL #HEZHY GC IARAR (11 FKZ) #1 7.5 pL.

HHE: 104l 375 pL. 150 pL iREH 20 pg/ml MEER (6 FRZERIREY),
Bkt MNMEERREH 10 ng/g.50 ng/g #1200 ng/g B QC #& B
S Atune.u EHEES, SHERIMA 100 pL IS IARAR (15 pg/mL
o S RSRR SRR TPP), fEMBTRIRRES 100 ng/g. BUEME, BIERA
ST PR, SRR A0 e e 1 5%, ABREASELERNN S mLHEH 1% HAc i
AL 300 5% ACN il B & B LEREEMA Agilent Bond Elut QUEChERS
AR BIRiREE °
%2 HGC/MS #1717 LRI ZSRE5E
b Xiik ] SIM REHFO (94) RT (9$4)
(1) BHE 184.9 3.0-65 5.8
(2) o-FEXE 170.1, 169.1 65-95 8.8
(3) —EHE 137.1,179.1 13.5—14.65 145
4) BEAE 265.9, 263.9 14.65—16.0 14.8
(5) PR 144 16.0-175 16.8
(6) FmEEM 123, 167.1 175-1838 184
(1) Z8%ZH 139, 249.9 18.8—205 19.2
(8) K@ 259.9, 261.9 21.35-21.8 216
9 v-&8 372.9,374.9 21.8-223 22.0
(10) HfF 240.8, 238.8 223-232 226
(11) IR 262.8 23.2-25.0 239
(12) DDE 2459, 317.9 23.2-25.0 24.0
(13) ZHsk 230.9 25.0 - 26.4 26.0
(14) BB 2738 26.4-27.2 26.8

TPP (IS) 325.1, 326.1 27.2-28.0 27.1
(15) FAKEKHIER 316.9 28.0-285 28.2
(16) S %R 183.1 30.0-325 314,316
(17) 4E R 362.0 30.0-325 317




¥MEE (W45 5982-5755), EME 69Tk MgS0,#15¢
NaOAc, REIZ A, INDEERZRERNE, FEIEH. AE
EMRERESOENBYOgng% L, #EBOE, BAFE
1 9%, BRBNSHRELER, ZEBRENTLET. #RE
DEF 4000 rpm B 5 5.

2B SPE Mt

B 1 mLEEZE, %MZE Agilent Bond Elut QuEChERS 48
SPE 2 mL ZHE (45 5982-5022) #, HEX 8 mL LiF, &M
Z Agilent Bond Elut QUuEChERS 48 SPE 15 mL ZENE (H4S
5982-5058) 1, 2 mL ZEEIE & 25 mg PSA #1150 mg 7k
MgS0,: T 15 mL ZEE & 400 mg PSA #1200 mg F 7k
MgS0,. EZELE, RIERE 1 9. 2 mL BOERMEBD
#113,000 rpm TEL 2 28, 15 mL BOERRESONT
4000rpm B0y 5 b, B 500 pL IZEURE B E B SEERE
H, REHTT GC/MS #illl,

Bl 1 7R 7 QUEChERS AOAC #RZEEURZE,

ZRIE

3P Bond Elut QUEChERS AOAC IXFIE, BMIERE. F&1{E.

AREN, ARBR-BE. SMARIALN/NERITLE
40-50 AR, MBEEEEMNISAERENERERT, 2K
ERARR, FREEMFLENY, LERERMRANEKE,
ZHERH Bond Elut Tk ZEENEL 15 HI & M045 . J0%5A9 Bond Elut
TookEheE, EHRMBENBFEMA, 5 QUEChERS BEAEHEX
—¥,

BAVLBIAIERZ XA, A Agilent Bond Elut QUEChERS EN &5
BIZNEFERERRERS, £ LC/MS/MS 54T, BRTREF
BR4]. BTFAFSFELTERLKY, BTk GC/MS AOAC X
BEEHATEMRLRANSTER. GC/MS (SIM #K) fiE
FERW LC/MS/MS (MRM #3) 58, MH, £ZHERRHN

FREX 15 g MTEAIBER (£0.01¢) , ZE50 mLBLER

v

JAN 100 pL IS (TPP) &% . FERIA QC MERAR . RIERE 1 9%

v

BN 15 mL K947 1% HAc B ACN &k

Y

FIA Bond Elut AOAC QuUEChERS ZERE:E

v

X, FRANRE 1 9%

4000rpm TEIL 5 7%h

v

BU1 mL EEZHEZ Bond Elut AOAC 28 SPE 2 mL & ,
(X 8 mL Z Bond Elut AOAC %8 SPE15 mL Z & h

Y

RIERE 1%, 2 mLZEENE 13,000 rpm Bid 2 %
15 mL ZEBUE 4000 rpm Bl 5 24

Y

BU500 pL BBV INZE B 3hiftEsSHEME P Analyze by GC/MS

Y

#1T GC/MS S

B 1. Agilent QuEChERS AOAC i ZE I TR Te A

Y18 GC/MS BIFRATIEE], QuEChERS HIZHREHERNEE
FRADEFRERE, B, %8 SIM 7k, EERESMEYD
MEFRMENEFEREE, ATREREREE, BEFEEE
FERRNET: B8N, RREEZIN, ATHREESNLE
t, HERAFERREEEHENET. B 2a FrR, THE
iEEPETHE, RERSHRGMEBESTRYLER. F—
NMFHEWMRER AR o FEFHMIEF L, ROHBEURS.



FHMAIMIREE LOQ (10 ng/g)ERmA o-FEFBIENMER  BWFREML, KIEMKRKESS7H 10, 20, 50, 100, 250
20%. EMIAAZUEMHERERFESER. B 2@ b)ETRTEH #1400 ng/g. TPP ARER (1S), MNKEHHA 100 ng/g . U2
SERIZEMIH 50 ng/g MARERIZEIK GBiLE, WA ILE (DATHIEER /1S IEER) X IEsT iR E

SHufEER (Loa)

(IR /IS RE) (ERSHREMEZ. R 1 ERKGNESE
PR LOQ 3 10 ng/g (10 ppb), KEFAKIFEER LOQ A 50 ng/g

FIBRARLHRETEERZ 0-400 ng/g: BT REAMHBME (50 ppb), LARMBEEHRZEH VRL BEE. BEYMEETF
K. ERLMRAETER Y 50-400 ng/g, ARMARNE SPE AR #TREMSHEITME, £ 3 FIH THEMTHN 1 mL 58 mL &
(1 mL#1 8 mL)#TIFMALLE, AR ESAREZHNERTES & SPE &% RF WATRERZ (%),

2000
1800
1600
1400
1200

#1000

800
600
400
200

2L Bond Elut QUEChERS ZEUXFIE 28 SPE iXFIEA B R ER IR T HH 50 ng/g
IARERIZEIA GC/MS BitE, BTERKRNEZL A

L ™
T

2000
1800
1600
1400
1200
i 1000
800
600
400
200

I L s B e e S B S s — T T T T T T
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00

RHiE] (474H)

12
67

s JﬁpﬂJ e G

—
5.00 10.00 15.00 20.00 25.00 30.00
g (5354)

T — T
35.00 40.00

B2 ERERYHIGC/MS EiEE, (A)ERERTH ; (B) 50ng/q WIFERIERY . IEXE . 1. HHE, 2. O-FEFE, 3“6, 4. BEE, b BER,
6 XE@K, 78XT, 8XEHA, 9. v-&HF, 10.FA, 11. WEF, 12 DDE, 13. ZHiE, 14 HARELE , 15 KT, 16 SFE, 17 BEE,
PAFABEBE = KBE (TPP) .




F3ERIERYE 17 RRGH L1

1 mL 7 SPE 8 mL %8 SPE

b Lik] ZHm RF X ERE (%) SR RF X ERE (%)
BER 3.47e-001 1.4 3.87e-001 4.6
o-XEXEH 1.37e-000 10.7 1.50e-000 1.4

- 7.04e-001 10.9 7.39e-001 6.5

el 6.84e-001 137 8.02e-001 8.9

FER 8.07e-001 14.1 1.01e-000 108

F AR 1.04-000 12.8 1.08e-000 8.6
ZEXZH 4.55¢-001 114 4.60e-001 8.2

e 3.88e-002 19.5 4.52¢-002 20.1

y-§7t 3.23e-001 10.4 3.31e-001 9.2

W 8.56e-002 15.2 8.26e-002 8.8

IKEH 2.71e-001 6.2 2.59e-001 5.9

DDE 1.43e-000 8.4 1.39e-000 75

ZHi 5.87e-001 19.7 5.63e-001 17.0
WA 2.72e-001 9.6 2.74e-001 95
SR 2.75e-001 10.1 2.75e-001 78

S 9.71e-001 9.4 9.29¢-001 8.0

RS 2.70e-001 15.6 2.72e-001 15.7

Bl E R EN M R, BT TSR L0Q MNMRIELH @ o - K E REHER) I

FEMBERERER BN 10 ng/g. 50 ng/g # 200 ng/g KRE4R
., EKERINEREFITIEN. Jﬁ%ﬁﬂuﬁﬁmméﬁw Qc #m
HTEE. B MREEE N 6 K% (n=6). 1 mL #1 8 mL 9# SPE
BRI EEENE (A%RSD i%T HHNE 4TS, NE

REATNUEY, FERGHEATRENERE (1 mLFEY
90.8%, 8 mL 15 94.2%) FIFEEE (1 mL F1595.7% RSD , 8 mL
71 4.3% RSD). AN LFTid, BNFHMMRERES o -KEXEIE

1% 20%. EMIAAZUEMIEEEREER, AMXMTF7HE

SEBERKETHRARSMERE, XEARDMNARER
%, HAGRBMARENERIETE N-trihalomethylthio
BEEA310]. XREATMUHES, ERTFHERER, Loah
50 ng/g. PAT, H7E 50 ng/g S LRI EIBEFZ IR AT
B% (EHEKE 855%, THEMRM 10%).



%4.  H Agilent Bond Elut £ SPE ZIE , 2 mL (58145 5982-5022) KbIEMEFERAEHI R Y EFMEDIE . EIYE 90.8%, RSD 5.7% (1)

10 ng/g /%5 QC 50 ng/g M#% QC 200 ng/g M#% QC

S Bl HMIRERE (n=6) EE BHRERE (n=6) Bl B HFERE (n=6)
BER 86.8 7.0 83.9 11.6 815 55
o-XEXH 113.4 6.3 96.3 6.5 100.5 36
ZIEHE 98.6 23 87.3 2.8 90.4 49
HEE 86.1 10.0 84.4 53 932 7.6
i 45 96.1 9.0 93.8 8.3 99.1 8.2
KRER 90.0 7.0 84.6 2.9 94.6 5.0
ZERZH 97.8 7.6 95.0 6.2 102.2 43
REH - - 74.4 9.1 95.7 11.0
y-8ft 79.6 44 88.9 43 95.3 44
A 69.8 9.2 91.2 5.3 96.2 5.2
THEFH 90.6 10.9 86.6 32 928 48
DDE 84.0 48 89.4 38 95.4 45
Z s 90.9 18 103.5 1.4 116.5 5.0
WA ERER 79.8 1.9 80.4 46 86.8 5.6
FIKFIER 85.2 12.0 80.7 36 91.8 45
%8 87.9 28 93.8 2.0 94.0 44
RS 87.8 5.1 89.7 3.0 90.0 6.4




%5 H Agilent Bond Elut %8 SPE EIRE , 15mL (#8145 5982-5058) MENIFERFSH KRB EIGZFETNE . EUE 94.2%, RSD 4.3% (F1)

10 ng/g fi%x QC 50 ng/g iR QC 200 ng/g 1045 QC
b xiik ] B3 HMFREIRE (n=6) Bl B HRERE (n=6) Bl B HRERE (n=6)
BER 103.4 42 85.6 8.1 97.2 7.2
o-XERH 125.8 8.7 99.2 44 105.4 5.0
R 96.0 45 82.3 2.1 88.4 6.3
HEE 96.5 3.0 82.8 5.2 97.7 45
R 97.7 3.9 914 4.4 101.9 5.0
FRER 91.7 5.1 83.7 1.0 937 5.1
—SEZH 98.8 9.3 96.2 4.7 105.3 43
RE* - - 88.4 4.0 725 6.0
y-8ft 80.9 35 875 33 94.8 5.0
W 80.3 73 84.1 36 98.6 3.0
THEEFH 812 34 93.1 2.0 98.7 39
DDE 86.1 18 92.4 34 98.9 39
Z ek 106.5 3.6 1222 2.0 136.3 42
WA 91.6 4.6 87.7 4.0 93.0 4.1
FIREHER 76.2 3.3 82.4 3.9 91.8 4.1
Bk 97.9 16 104.7 1.1 106.6 42
HREH 82.3 6.7 86.5 25 89.3 5.1

3 ERT 1 mL 98 SPE #1 8 mL S8 SPE MEIEIFEZE
SR RERDSE, NE—HRHE 1 mL 6 mL 2R,
MAMARK 28 SPE #HT . ABETFRE, RARERAZ
IR ER YRR ERIEEE. SHOH SPE RLHERM

FEFBEREL, BAFEBER
BREA—H,

VA
miE

BTRAMEE, FE



47 A Agilent Bond Elut 2 mL #1115 mL A EURFIZAIE 1 mL#1 8 mL REVIK) R F R R F = &
0| | @iml wamL |
100 +
80
S
s 60
=
=l
40 |
20
0,7
B OB % #£ = & B o £ &£ B L 0 ® B B & &8
i i ik Rl Ko B N ical i3 5 == a 15 "= = & e
i b 1 o 1= I3 w® K = = N B =4 i =
® H I3 = =
© Il [N N
B3 ##I/ Agilent Bond Elut 2 mL 115 mL S BUXFIELE 1 mL 718 mL 1RERYBIEIE EFE R B 25
£ib AMARERIKA, ARTROAAREFEEKRMERZN

BATFLE@EAKRIMFEREA Agilent Bond Elut QUEChERS ADAC %
BUAFIZMA 8 SPE RFE, RUETHERPERMEFEL Y
RHGEWEMBLRRUNEESE, BERMRNEERH SH
$E ZHERBRGNEKMENEAUHAER, REERDH
ZRMERMNEN BRUEYNERZETH]. FKEH Lo
BHRFNEHERS MRLs . HTFEENRRRTEHAEE

Agilent Bond Elut QUEChERS AOAC ZENF14# SPE X FIEth
RENARERTHERANTELE,

it

{EE3HRME GC/MS MiLhY Meng, Chin KiE L, MRHTRESE
RENH Ball 1, Carol H.RFRRSE,
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1.

10.

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.

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.

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.

L. Zhao, D. Schultz, “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.

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

http://www.m5.ws001.squarestart.ne.jp/foundation/
search.html

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

http://www.ams.usda.gov/AMSv1.0/getfile?dDoc
Name=PDP1995Summary

P. L. Wylie, “Screening for 926 Pesticides and Endocrine
Disruptors by GC/MS with Deconvolution Reporting
Software and a New Pesticide Library,” Agilent
Technologies publication 5989-5076EN.

B. Mercedes et.al. Residue determination of captan and
folpet in vegetable samples by gas chromatography/
negative chemical ionization-mass spectrometry. J. AOAC
Int., 2006, 89, 1080-1087.

RTHESER
RTRESHXRNFSWBEER, FHARNHAE

www.agilent.com /chem/cn,



www.agilent.com/chem/cn
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