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Agilent Technologies, Inc. 16 MRHGZHBYMERMENL, X 16 MRAELKKRTARAMERANER. ZFHiE
2850 Centerville Road BIEEK/CEERERFPRVRER, mEBFHNER/ S S5 BEMA B o8 EHEZER
Wilmington, DE 19809 (98 SPE) MU SR, HIERENEAHAENABEBEZERAZE (1 mLF18 mL)
USA T T, BERERIENEREEERRRLNEKA (LC-ESI-MS/MS), EEBF

ZREEMNEXTNE TERZRY PR ERKE, WzA i ERENEREHTT
IE, ANBFENERPRENEER (L0Q) A 5ng/g, AARTFRABTRERE
(MRLs), BRI A IR 5 51 10, 20. 200 ng/g, FHEESERE A 76%E] 117%
(19 85.4%), HIRERERT 15% (F1955%).
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KR, BRUREERMPRGNSKENS MR SIS
EANAERE, TUXRENREFALREMNERMNE, BT
KEMZHMMARERNERN, EHTONZH, BRESL
MABERHERAERITEULE, ELEE, SHYOH
TRASMNDERREASLANNESEZEINAE. —BEHR
TEEERE. BE. REE | BRSBTS EEESTRENE
E2K, MBNHENINEER, RLFMHEEZERRHTIT
. SEFEROEERLEE. HAK. ZAE. MRS
BARE. BERANERAUREFDNTEE,

QuEChERS iR HEERWE (USDA) BEKTF 2003 £H
R, SMFLEFERNIENRKY, ZHEXHTTEY, €F
RAZMENAS, 21954200 EHRANLEEIE, Z5HA
EBF 2007 1 BEEXBEAEEEASMUEIDSHE
Bhik. BEER, ZAERATENRNZE (1%EBEBAR)
HAT—HEW, RERTK MgS0, \ERFATHAS, NikE)
H-BAE. NENRERSH—%6, RRASHERERTR#
fTit—F%i, SEERASMR(PSA)UMNEEEN PIRER
FhER. AT KMEBFERDERPHEEKE. ZRE. B
B ERRARHETH,

AHRRENT 16 HREFT[ELER AOAC ZHENKLAE
(BB#S 5982-5755)F &R F—MR K RANHEE S48 Bond Elut
QuEChERS AOAC %8 EItHZEER 71 & (%R 14 5982-5022 1 5982-
5058)HItERE, BEFENKRMEIMEMAA. ENTERENITME
B, KB RGMERRL “KRRMEKS" JIRL. RECH
2%, EEXLERAMIMALEAHEERSXR. EREBAE
EARNKLFRERERS. X 16 HRAKXET I MR
KGR, FRE. W\t P BEEURBRTIREERE.
MA, EIMERAETEST LC/MS/MS ST, BERHZFIM

RRERNAR, JERANREZRERE (MRLs) HHAEL,
HigEEN 10 ng/g BER. R 1 BHTERPEMREGHLE
HEMREEE.

Sti))

Rt ER

FRARIABYURBERI S NAR. 2. FERXEERF
R (EE, DEHER, BERM) . ZRETLM(DMS0). KEER
(HAc)HE Sigma- Aldrich A7 (EEEHEMZESH) . BB
(NH,0Ac) B HERIULI(EE, #iFA, Fair Lawn), FER(FA)
M8 Fluka(f8E, Sleinheim), RZGAFEMFNIR, BHER=KER
(TPP) ME Sigma- Aldrich A7 (EEZHEMZESHT). Chem
Service A7 (EEES ERIMNATLE) 3 Ultra Scientific 2
8 (EEZBEBMILEHH) & AlfaAesar(EE, DTEEEM,
Ward Hill),

A R

#19.27 g NH,0Ac B R AHRTE 250mLMilli-Q B4ks, A pH
s, AZEBREA®K pH B TE 5. B2 pH=5 M 1M HE
EEERRRiR, FT 4 °CKERTE. 45200 mL FEEEAN 800 mL
Milli-Q 847k H, 1N 5 mL pH=5 # 1M LERRZER, BE
%), 5% MeOH/H,0=20: 80. pH=5 #J 5 mM E&ER$RAR. ([
1 HZEHMA 5 mL pH=5 B 1 M HERBRZER, HOREE
87 5 min, BIBE 5 mM BERENZERR. 2 1%FBRNZE
BEATEE 100 mL ZFE5 1 mL BERIRE 553,

PRERTAER (1S) Bk (REERA 05 mg/ mLod, HRHEA
2.0 mg/ mL)S I BEEE, £ 01%F®RARNZBE DMS0 #145,
F-20 °c MEBMEE. B 11 ZH/Kk (5 0.1%FER) AiKEH
1.5, 7.5. 30 pg/mL K= QC mixaR, RANE. FERER
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HZBE/K (&0.1% BE) =11 BERERTR, REH 10 pg/mL,  {UBERMH
FEBTELHBAERR, BHRERERR, BTUEEAE  AURESERHE

ﬁgm%ﬁgﬁ;ﬁﬂﬂg&o BL1:1 Z'H%/H 00 %EF%) ﬂa:ﬁ?ﬂ] ) ﬁu =iz L ZORBAX BT 4 Plus Eclipse Plus
2 Phenyl-Hexyl, 3.0 x 150 mm, 3.5 pm
% 15 pg/mL B TPP AHAIEA RAF. (B2 959963-312)
TR 0.3 mL/min
s = 30°C
ES# *4 HEE: 10 pL
BB IREMETIRMEN Agilent 1200 ZFI SN KA EL WA A, PH=5 # 5 mM BEA%% MeOH/H,0=20:80 &;
N ) B, PH=5 K 5mM EsBR$% 2 B AT
(EE, i, Frih, RECREAERLF) B 110 ZH/PE/RAEE/K (0.2%58)
BE. i
- HREEHER Agilent 6410 = ERKNRTRIERIE/ RitZR FeE] %8B (mL/min)
SR, MM, ERHH, REEHEERAT) s % 0
8.0 100 0.3
- 2412 Bond Elut HZ LA QUEChERS AOAC ZEEUXTIA, 10.0 100 03
WS 5982-5755 A A F — AR MHEFH Bond Elut 120 1 05
QuEChERS AOAC S HIEMHRZEEULHE, ##4S 5982-5022 #1 — :3-9 e
N RIBIT: min
5982-5058 (REMRHBRATF, B, FFhLM, EE) BRI 17 min
o ) Bk
 CentraCL3R B0 4L (XESHEEZM Thermo IEC) EETHEs
‘ SRR 350 °C
- WO%KE (EEHZFEM, So Painfield, VWR) SR 10 L/min
s 40 psi
ERERE: 4000V

« Eppendorf BB O (EEAZ, Westbury, Brinkmann {%

s2E)) SHrmEXHEERIERHIITR 2

- L (RHEX, BRI, £E)



£2  WESRENHET 16 LKL LC/MS/MS SHTHISHE

bXiit ] ZREEIEE (m/2) TiEEE ($%) CE (%) BTHE (9%)

Z B R 1)184.0 > 94.9 60 3 2.55
2)184.0 > 111.0 15

FARRRE 1) 142.0 > 94.0 60 8 2.54
2) 142.0 > 124.9 8

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

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

BEHR 1) 221.0 > 109.0 110 13 6.57
2) 221.0 > 95.0 40

RERER 1) 343.1 > 151.0 105 17 7.08
2) 343.1>117.9 65

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

[FRZ 1) 202.0 > 145.0 50 3 7.30
2) 202.0 > 115.0 40

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

KRR 1) 333.0 > 123.0 85 28 9.40
2) 333.0 > 223.9 5

KR 1) 243.1 > 130.9 80 15 8.50
2) 2431 >172.9 15

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

HEMFER 1) 347.0>136.9 60 25 9.73
2) 347.0 > 238.0 3

LR 1) 202.1 > 175.0 110 27 5.65
2) 202.1 > 131.0 38

e FEL B 1) 256.1 > 209.1 60 12 553
2) 256.1 > 175.0 18

SHRER 1)327.1>77.0 70 45 9.49
2) 327.1>151.9 45

i 1) 314.0 > 222.1 70 10 9.44
2) 314.0 > 235.0 10

1) EEBEF transition &
2) HHAEF transition &
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RETRUBESR, ERENEER, WERZHTHENTIR.
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X 159 (+0.05 g) EHFRWLERHRET Bond Elut QUEChERS
ZEEURFIER 50 mL B OEF, B 100 #H QC mARAR AR QC

M, BERER 10, 50 #1200 ng/g B9 QC H&R. R TZEHES,

EFRERERPIN 100 K7 1S MARER (15 pg/mLTPP &) ,
BEMERIKEHN 100 ng/g. ZFBOE, RIERE 1 2. BB
REESIPEOERMAN 15 mL & 1%EEBRNZEAR. A5, &
SMBOEPERMARECERNLFE (A4S 5982-5755)F
HRER AOAC FEMENERE, KFENENEHEF
6 g T/KFRERSERN 1.5 g TAZERM. BB LOERHER, HAFH
HEE 1 o8, UBRRBFNSEIMESBEERTSE, BERHR
BELITH. ABONEREHRNEOETE 4000 #/9EH
TED5 24,

AHEEER L

B 1 mL &0 EEZBEZE Bond Elut QUEChERS AOAC 2 mL
SEEEERNE (45 5982-5022)F, I 8 mL EMHLEEZ
fEEZ Bond Elut QUEChERS AOAC 15 mL 4B EIHE2EENE (504
5 5982-5058)# .2 mL EH&%E 50 mg PSA #1150 mg Tk HiER
% M15mL EHEH 400 mg PSA #1200 mg ks, =
BAE, RERS 1 4%, 2 mL BB THEEOHATE 13000 %
/OHEETED 2 5%, 15 mL BN E FARAESOHLHE 4000
B/NMEGETEDS 2%, M200 HAXENREBZENRE
M. I 800 WFtkE H—MEEMIRERRK (BRERKE
"), EFENE, AR REES. HRTUAXMH
LC/MS/MS ##7, B 14&H THAH&RER.

GR5WE

BRTHE, AE. EN. 5%, MAMRE, QUEChERS TiE5H
—NEERRRERRHTERAKBNITNESN. ERHY
Bond Elut QUEChERS X, BMHHERE/REER. EA
BHTETESHREMSE N, BNBERTERN—B. &
JINNEZH, —Z29i A RERLE 40-50 MR, MREES
KENRRERERMEART, RTHENBRRE, NTSE

FEHETREN 15 5239 BRAER (+£0.05 %) E 50mL BOEH

0100 WA WIRARERRT , RIEES 194

/

HIN15mL1% MZB-ZIBAR . AARE1 5%

/

B Bond Elut QUEChERS AOAC E#T8 , EFENE , ANKRE 1 o8

4000 /N EHETEL b 4

Y

B LEZEE-EBZE Bond Elut QUEChERS BB EH
1mL/2 mLES 8 mL/15 mLE

RVERIE 1 HEIREE L

Y

¥ 200 RIA BB E BRI .
WREENE, B0 BRARERHRE .

\

HRi#T LC/MS/MS 247

B 1. QuEChERS ADAC B B#I&HTE

M AT RRAIEIE . ZREMRIEFH Bond Elut RFMEME R E
TokEH, XHAFTEERPRNETZ FERMEAFE DL,
0 QUEChERS & HATiA, BT R#T TR R ZERS
fLid#2, LM QUEChERS HRTTHES S B RMERALY .
RAERZERYERHREZE. BB LC/MS/MS EF R
ENEX TAEFYNEEYE, 2XNENERTARRSTEE
F%, FERERR. XERETAERERYASIBRNL
BWEN T, B2 RTAERERY 10ng/g IFRERER
MEILE.,



x103  +MRM (226.10001 - 93.00000) control blank -1.d
[k 12 213 314
0.95 —
0.9 -
0.85
0.8 -
0.75 -
0.7 4
0.65 —
0.6
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0.5
0.45 —
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Counts(%) vs. EERTIE (4 4h)

T
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A 2a.

ERERZRYMEEE . TAREPRERIEMTR

x102
1-4,+ MRM (192.10001 > 160.00000) low QC-1.d 23 8 - ,
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0 L
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T T T
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Counts (%) vs. RERHIE (554)

B 2b.

10ng/g K ENFERZERYM EEE, ERF: 1. BB 2 ZBERE: 3MTH,; 4587, SMAM, 6EUR; 7858, SHFE,: 9 FERER;

10.fEFZ, 11. X4 12 KEM; 13BEWE, 14 FRERE, 1588 16 3FNER




SHEEER (Loa) HEXRE (SFETR/RIFIEER) 354 A HEHRE
BRGNS EEE S 5-250ng/g. FEEHLEHERT (DRE/NIRRE) (ERE2EIN. ®1XRB, XABREGH
BHFRNAMERERER( mL A8 mL), AHERTAZE LA 5 ng/g WEER (5 ppb), AXRTEERGEARIR

%, HRsEHMERNEaER, EEaERRmNAE K RIRZERE (MRLs), R34AHT 1 mL 8 mL 2EE
&, ERAL 5. 10, 50, 100, 200 #1250 ng/g A, MERKAEMRLZ, RERFROSIERATRIEXRA (R,

TPP MIRATRER 100 ng/g. BIEMZRIRHIRBE ST HRY

#3  ERERYPLEH M

2Lk 1mL S EEHEREEAE RZEXZH SmlL SEIEHEREEAE RZHEXZRH
FR et Y = 0.2349X - 0.0013 0.9949 Y = 0.2300X - 0.0007 0.9981
Z B R ek Y =0.1118X - 0.0012 0.9881 Y =0.1094X - 0.0014 0.9980
At R Y =0.2671X - 0.0016 0.9950 Y =0.2290X - 0.0014 0.9975
ZER Y = 0.9441X + 0.0063 0.9895 Y = 0.8583X + 0.0006 0.9968
At L ik Y = 0.0513X - 0.0009 0.9905 Y = 0.0500X - 0.0007 0.9933
IR Y = 0.7049X + 0.0044 0.9868 Y =0.6198X + 0.0043 0.9961
BER Y = 0.0265X + 0.0001 0.9884 Y = 0.0247X + 0.0006 0.9439
RRE Y = 2.0348X - 0.0091 0.9951 Y = 2.0264X - 0.0090 0.9965
REMAR Y =0.2024X - 0.0054 0.9307 Y = 0.5090X - 0.0041 0.9682
LEEEE Y = 0.4984X - 0.0002 0.9965 Y = 0.4889X - 0.0029 0.9976
K Y = 0.8203X - 0.0064 0.9952 Y = 0.8536X - 0.0076 0.9971
KEM Y =0.1775X - 0.0006 0.9903 Y =0.1783X - 0.0019 0.9848
WEE R Y =0.3529X - 0.0023 0.9960 Y =0.3528X - 0.0022 0.9958
KRR Y = 0.0453X - 0.0004 0.9869 Y = 0.0460X - 0.0006 0.9954
g Y = 0.2498X - 0.0024 0.9932 Y = 0.2490X - 0.0013 0.9927
SERMER Y =0.0718X - 0.0016 0.9823 Y = 0.0755X - 0.0006 0.9788




Bl ESEI ZHIEBE (1 mL BT EIE 97,591 8mL EHHZEE
BN RS PR MR AR A E ST, HIF O E 93.3%) MFERE (1mL EHEZENAFERE
SIS 10. 50 0 200 ng/g. XL OC RSB MFRREE 1REH 4.5%F0 8 mL EEZERMEEMRERER 4.1%). X
8L ABEMEROEMENERS CUERRERERTIRE o, BARERE, WHE, FERALTEZNEL

SUTFETFS B, NERTUEY, FERGHAFTE TR

F4. 2ml PHEGERE(RFES 5982-5022) F AR E R KR B R LR B EFIETT

10 ng/g /5 QC 50 ng/g kR QC 200 ng/g H%5 QC
b2 x ik B3 HEHERERE (n=6) Gl W ERE (n=6) G IR ERZ (n=6)
PR 83.6 5.6 81.3 2.6 83.4 14
Z BB 106.8 58 95.6 23 97.3 2.0
L R 783 11.4 76.6 11.6 108.1 53
ZER 101.0 6.5 98.5 43 91.0 26
At HL P 107.0 6.5 97.6 34 107.4 3.0
IR 106.2 6.6 103.7 26 95.5 2.0
BER 78.2 114 94.2 7.2 95.8 18
FRRE 106.3 0.8 105.7 12 101.2 16
FERER 79.0 15.4 76.7 15.4 102.2 8.1
LEEEES 93.4 19 98.4 22 975 1.1
T 95.8 45 96.1 18 94.7 13
KEM 117.0 48 111.9 23 111.0 1.6
VB R 106.9 4.0 102.0 28 102.4 1.8
L 7 925 6.5 96.3 2.2 99.4 2.6
BARER 98.2 9.3 101.9 2.7 104.1 1.8
JTERHER 96.6 95 105.1 18 1022 17




£5 15 mL HHEFERE(ABHEE 5982-5058) F AR ERE G P KL EI EFET

10 ng/g fil#5 QC 50 ng/g kR QC 200 ng/g H%5 QC
S B3 HHEERE (n=6) Bl HHFRERZ (n=6) Gl IR ERZ (n=6)
PR 80.6 9.3 79.4 29 83.1 25
Z R 94.6 7.0 93.7 34 95.1 25
Lig:5 i 88.8 12.1 87.7 10.1 118.4 55
ZER 85.9 3.9 90.4 27 855 22
M AL Bk 101.8 35 99.3 37 106.0 0.9
IR 925 6.4 92.2 26 89.5 15
BER 73.7 14.8 91.8 73 955 2.0
5235 96.2 16 98.2 06 97.2 1.2
FEMER 81.4 49 78.2 134 1023 5.8
EGES 86.5 2.6 90.3 14 91.1 12
P57 89.6 2.9 92.1 1.0 94.1 1.1
KEM 102.1 25 106.0 3.0 111.0 1.6
4 R 93.9 37 97.4 09 99.7 2.0
L 73 81.7 8.7 96.9 5.6 98.1 26
BAEES 91.8 5.8 93.9 2.0 98.3 1.2
X ERER 94.1 7.9 95.2 4.0 975 26




B 32 1mL#8mL HHERERMEREMERESR. €%
BSBRERE. ERERRNERERRZEZERNN 1 mLins
mL ERH#ITRAEN AR HEHERE U SRER. ATH
Wi, METERGEMER =M IFRREN T EREERE.
BNEZW, ARSHERZERELSBNERSHRERNER
X, ZEHAEBRE T ERNERSN, FEETHENERMN
#R.

120 o

O1mL B8 mL

100 -

80

60

B (%)

40 |

20 +

FRERE
Z BRI
At SR
ZHR
Pt EEL O
BBR

REMEAR

G

KR

RE

IR

FRRRE

e

STERHIER

B3 1mL 18 mL A HERZERERERERIHE




Fib

BF—MRkRMFEFALHEL Bond Elut QUEChERS ADAC B
mhEL K EGR FIZH Bond Elut AOAC 2 EEHZERRFIE AL
MERPERRERGRUETHE, REMFYUMEUTE. &
FhrERMERIN, ERPIEAMSASRBRGHKEN
E R FEIR Mt R AR, ERPRRIERMER D,
FEAEMEMBERUEYHNEE, RKANETERPERTEE
HERPRENEERBRE (MRLs), BTFFERARRTE
MEETRRGMFMENEYE, BT -RARMBEIRUNZE
1€ Bond Elut QUEChERS AOAC ZEEUR S &I FIE 1 7T A F 200
KRPHEERAGH .

SE

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

5. http://www.m5.ws001.squarestart.ne.jp/foundation/

search.html

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