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X F Agilent Bond Elut QuEChERS AOAC
RFAEH#HTEXPEEARSGH GC/MS
VIRl

R AR
aR%e

HE

ARRAREEHAT—MUE, B2, BN 5% WA, K28 (QUEChERS) ADAC
ERHEAE, THTERT 18 MESTRHEEEI M SHRARBHRNZERING
. ZHEAEEK/ZBENMEZRPHE—RER. MEENER/SBSENFES
BEHRZER (98 SPE) MEUTR. ATHRAIHERZENPAZUHKE (GCB) 51
HFEEMA FEERANEDE, T FALEMHRANYF, FNPE#THHE. FA
GC/MS BkH, EdBEMEFERE(SIMER THHEX P ERREGERYHITT 4. #
TTZAENEREMEREEE, KSHRANEER(L0Q)H 10 ng/g: TR PER
BRI EERRA 50 ng/g. AR AIRE XA T Bond Elut QUEChER IXFIE, FTfF AR A S
EBRARTFRSATEERE (MRLs). EEIWHIMFRREH 10, 50 1200 ng/g.

Agllent Technologies
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AOAC QuEChERS iR ERERIBHERERSINBERTH
REGFBYHW, BRITIZEAE, BEER, &HERER—
ZMZEE (%EBRAR) EN, RANRFBLKREE (MgS0,)
MKERPERTHA, MNTSIER-BAE. ATRUNEE, X
NTHHERERSR, &6 PSA MERMBEERREEEA
5. TKMBREVAREDERPNZEKE. ERYETR
&, BLaBER. REERHTHN. RETENERER. %
SHEAPAMRSENEERS, IATREBEMEENAENR
£ (GCB) HEATHEEZLRIEFERIHMN C18 %,

HTFSAREBMNMEER, BEXRAIR—HNEERER. Eit,

Friz M ERELRE (GCB) MNHE SPE #TH—FHISL,

AEURBABHEIEEMS FOERINEE: EMEMTEER
ERMEXNSUREEFNN, AW, AEURECEMES
TEEFMHRAGSF. NESER. ARENRSHE. Ak, B0
HAHFEEEHIHERERLHER T EEEHRENFH
. WE, RIMTREESHERERPAMPENERER
REGEDFHTM, ERRP, X—B#TUAKRS X LR
REGEMERYE, 5 (FARX) M MARE) 58
Bt BAIBEA , %8 Bond Elut AOAC &M ZEEUKFIEHN
Bond Elut AOAC A EEHZERXFAREHTRETERTF LCK
TUEI AR L AT B =

EXAMRA, 0T B FARMBTEZANA Bond Elut AOAC i
REBUAFIE (P/N 5982-5755) 1 Bond Elut AOAC S #IEI1EZ
EUAFIE (P/N 5982-5222 #1 5982-5258) MHEA MEFNLIEL M H
HFIMERHE, XA GC/MS 2. ERTRREMREAM 17
MIETF GC MR, BFRIEREBNERA(0Cs). FLFH
BRZ (0PS) MAHEKL(ONs). R 1AHTHEFXLER
HFIMLFIENER.

EERS

Rt ER

FEKKIRBRIEA HPLC R A THALR ., FEE(MeOH)FIRE
KETFERFRAT (EEZEHFIRM Muskegon), ZHEFIKERER
(HAc)%R BT Sigma- Aldrich 227 (EEZHEMZESHT) . BB
(FA) kBT Fluka 28 (& Sleinheim)., KEHRAERIAER
Y (BER=2KEE, TPP) #3IMB Sigma- Aldrich 7 (FESH,
ZHEM, £E). Chem Service A8 (EEES EZRILMN AT
) o Ultra Scientific A7 (XEFHEEMILEHH).

Bk ES

T FZERFM 10 mLIKEERSE) 1%MBER Z B AR,
BUAAFIE SIAREDFRERY (1S) P& (2 mg/mL), -20°C &
R, =% oC MixARRES A 1.5, 7.5 F 30 pg/mL, B 1:1
1 ACN/H20 B9 0.1% BB ARE S, TUEIA . M 0.1%FBAR
ZIBEEl 2.5 pg/mL BFRERAR, #TELHRE, ATETEE
HEFRDLFHRAERZ, W0 1%EREE 1.1 ZHE/H20 AAF,
Bl 15 pg/mL B TPP IRAR, FBIEREIMIRIRAERR.
VTS

ZEASHEEEN (RECRFEAR, £H)

Agilent 5975C B (REFRRHLAR, £H)

Bond Elut QUEChERS AOAC ZBURFIE, #f4S 5982-5755
(REFRRHATE, £E)

BFaZkEMEZRNA Bond Elut QUEChERS AOAC 2R
HFERXFIE, 842 5982-5222 #1 5982-5258 (ZHEMRHTAH
£H)

CentraCL3R B/ (Thermo IEC, EME)
MmO®EE (EEHEEM. So Painfield, VWR)
Eppendorf AL (Brinkmann {28248, %£E)



1. REWLEEARES6-9]

EEPREATRERE
&R kS Log P pKa & (ng/g)*
o-FEFE K 3.18 9.4 O OH 2000
HHR BEt 1.9 NA 0 10
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W S 3.69 NA cl 10
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£1. KEHWFEFENEE [6-9]

EXPREATHRERE
& PE Log P pKa 0] (ng/g)*
Cl Cl
KELSE BHK 5.83 NA 30
Cl Cl
Cl
Cl
Cl
0
BRE (REM) [ 3.02 NA 0 2000
/
N—S Cl
e
0 Cl
7 RZHBNE 278 NA cl cl 20
cl
cl
cl
cl cl
cl
DDE BIE 6.55 NA cl cl 50
Cl I I Cl
KEH arrg 37 NA cl cl 10
cl
cl
0 Cl
cl
Z s B 5.07 NA 300
N\ s s /
O\LI/S\/S\LI/O



£1. KEHHFFEHES [6-9]

EXPREATKERE
& b Log P pKa -0 (ng/g)*
TiRR T s 3.13 NA cl cl 50
c [\O
7
Cl ol g
0’§70
BRT BB EERE 6.1 NA 50
[ \/@\/@
0
Cl N | 0
0
BRER BHFRERL 3.86 NA /j 100
0x__0 0. o
N
N S

Cl

FRPFSIMBREATKERE (MRL) BEEATERFEMKRMEZPHRRAT . ZRRFRF, MRLATHEE L,
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FHREXAT Agilent GC/MS FiEFITREG ST, [10]
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HRER:
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HEREARR.
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FHRERF

JRIEAT:

BARRERA

BERTFSIEHHS.
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ERLRE
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ARk

IRAHER], £E(ED4S 5188-5398)

a8

iB1THT 19.6psi(EEER), KA 1.0 psi
250 °C

1.0 pL

0.75 > $hEF 30mL/min

70 °C (4*% 1 min), B 50 °C/min MEEFEE
150 °C (£R#5 0 %), 5L 6 °C/min KIEEFHR
Z 200 °C({R¥% 0 £%4), B 16 °C/min BMEEFHE
= 280 °C(fR¥% 6 9%

3 94

MK Ultimate Union (p/n G3186B)-FF &
WA O

SEEBETWAN Ultimate Union
1B1THT 4.0 psi; RARET 80.0 psi

Agilent J&W HP-5MS Ultra Inert 15 m x
0.25 mm, 0.25 pm(&45 19091S-431U1)

BREO 57 M4IRI Ultimate Union Z I8
(EPH-S: G3186B)

65 cmx 0.15 mm, 0.15 pm DB-5MS #5514
R Ultimate Union 1 MSD Z (8]

Atune.u
EEBFFERN (5%F 2 #HTHMEE)
2504 230 °C. 150 °C #1280 °C

2.30 H¢h
BEAEEE

HmblE

Eet &I REEERNE. ERNSBURIHERERSL,
X—dRCANEN—LNAPREPRTTEARE. RTSH
HERZERSUSRPRIMTREZ—RE =5, HfRARM
2R

BHE, BEEEIEXTEINSE, 159 (£0.19) HERHE
AN 50 mL BOEP, MREEMIE, TARITIESM QC MtR
A (100 pL)XEERBEITINR, AEER 100 pL MARIMIRE R
(15 pg/mL K TPP)INAR. iRHE 30S, FIFEHERMN 15 mL 1%HYEEER
ZEBRREABNBLOER., EE-TBEOEPERMA Agilent
Bond Elut QUEChERS AOAC ERE: 1 (FR 45 5982-5755). =&
BOE, BAE 1 min, #J5 4000 rpm B0 5 min,

BTk, BZBERYSATR, 258 ERHAHN S E
MERAELE., WHENSHENF EEFERAR, BET
AR ERTHEANE. A 2 mL PEHERER, 414 mL Z2HEE
BVt 2 B B T R B R st M 2 B E R E T L R R B .
WRER 15 mL HBERE, W—1MERE 14 mL ZEERYAR
BRTAEMAENABERER (SHOMERENTEHEK
ZhgmLEmR). Elt, FMLERS—HE,

B 1 mL W EEZBE&EN Agilent Bond Elut QuEChERS HJ 2
mL A EERERER (FHS 5982-5222); & 8 mL LEZHEE
# X\ Agilent Bond Elut QUEChERS A7 15 mL S #{EHZENEH,
2 mL EHE%E 50 mg PSA, 50 mg A2 KE (GCB) #1150 mg
FokuEaEE (MgS0,); 15 mL EHEH 400 mg PSA, 400 mg &
E{xE (GCB) #1200 mg TKkFEE (MgSO,).



%2 BT 18RKHHGC / MS HIBEREMNZEZSH

Xt HEEEFRM REHFO (9%) {REBEHE (944)

(1) #HE 184.9 2.3-40 2.88

(2) o-FEXE 170.1, 169.1 4.0-50 4.35

(3) #FF 180.9, 182.9 50-6.9 6.67

(4) ZBR 137.1,179.1 69-7.7 7.19

(5) BEE 265.8, 263.8 69-77 7.34

(6) FEFEE 285.9, 287.9 7.7-86 8.25

(7) ZE=FHE 250.0,139.0 8.6—10.0 9.55

(8) Hirse 196.8, 198.8 8.6—-10.0 9,57

(9) RELE 352.8, 354.8 10.0-104 10.31

(10) BRI (REA) 259.9, 261.9 10.4-10.85 10.75

(1) y-8&5F 372.8,374.8 10.85-11.6 10.97

(12) DDE 245.9,317.9 10.85-11.6 11.21

(13) a-8F 3728,3748 10.85-11.6 11.50

(14) ZREEH 262.9, 264.9 11.0-123 11.89

(15) Z Wik 230.9 12.3-136 12.97

(16) BRAERERER 273.8 123-136 13.35
=XRER (W) 325.1,326.1 13.6-15.0 13.84

(17) BRT 183.1 15.0-23.0 15.69, 15.79

(18) 1B EHE 362.0, 225.9 15.0-23.0 15.83

SIS, BU375 pL BEMAN 2 mL &, B3 mL BEMAEI 15 mL 01%BFBMZERRK. 2T RENEENE, EREEEHIIH
B, EEHRE, R min, BIWEMARRGILRESES  SRPEN, E5ENERERRARSHRERZ,

LB, BFLEERTREHRAE. 2 mL EEREE N LE
13000 rpm B0 2 min, 15 mL &M 4000 rpm i+ 5 min, FRFE
825 uL EBMHEBES—1EP, BSRTF. EEBRH 600 )L &

S—HZBERNNERESZH A BEEERNEL TR, E18
TUREERNENZENTRERER (SEN3HsBEHEZER,
2mL&R).



50 mL BIOVERHE 15 g R (£0.19)

|

R0 100pL WARATRAN QC MARAR NREBEMIEF) | RiE 1 94
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1SEFH %HKBEBAZ IS Bond Elut AOAC QUECKERS EBUAHIE |

Y

EFELE, AAEE 1min, 4000 rpm B0 5 min

ik BT ik

A

v

1 mL ZEEDRMEBE 2 mL AHEHRERES

1 mlL ZEERERE 2 mL HHEEEREF

iR

Y

325l BE

30% |

iRHE 30 7

A

13000 rpm

Bl 2 min 13000 rpm &> 2 min

!

#% 825l LEZEEES—&H

!

30°C ESKTF

)

A 600pL & 01% FRHZERR

!

RERB BN

ERBRHT

GC/MS #47 HEBARHET GC/MS 24T

E1.

FERERHENERTEE (FERNHESHEHEER, 2mL F)




HR5HR

QUEChERS EARGHBATRETRESRELRORE, &
EmMEME AL, MTFEEWKRNHER, EHBERZERPF
MAENRE, IUAKXERERMEENZW. A THAEE
AMEMRAFERAMNEE, TEITRMPERRS FELEN
RANFHERYE, ZARNELTRE, BRORMTES
BEFRPELZMNER. LC/MS/MS HHTH, HAIRAESERE
R A AR EER, XEMAELENEREIEELTER,
ERETF LC/MS/MS EFEMHIFHIRE. GC/MS (SIM) HIERE

MR LC/MS/MS (MRM) RIS, £ GC/MSH, &
AP HATHRE, EENE, IUKHRGXBLBAZHR
HF#E. £S5 o FEFMOREREM G, FEERTH, Ret
TEXS. TABEEFHTROMEMERERE - FERH
LOQ (10 ng/g) MARIHY 20%. Bk, AMTAAXFXHLEY,
HEBURTNERN. &F, GC/MSHTZABEEETR, B
AP ERENERERNDN, ERXEEF R M
Birakaw. B2 B3 B RTZHER GRMAR)
50 ng/g IFREEZERIN GC/MS 1B, AR T gt
SHEHZERAERE,

=t

4

BNHANERNRERZEER GC/MS BiEE
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B2 REZHEERERE (A) FXHESEERZERE (B) MEMHEREZEERGC/MS BiEE ., IS: HiFy-ZFE8 (TTP)



REESIKHE AOAC 2 EIER 50 ng/g MIARE AR GC/MS &itE
4 2
4500
1 A
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3000 78 ”
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2000 , 6 IS 17
1 3
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L 9 14
e 16
500 7 1113
05““10hl‘~““*|
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
i
) 5 iFig]
4500 B
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35007
30001 IS
3 12 17
2500 7.8
2000 15
E 1 6
1500 4 3 18
10007 i
E 5 14 16
5007 1 113
1 10 A B, WA W—.\
E H‘“H‘#ﬁ"f,”UU‘JL%HHHH‘HH“H”HH
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
i8]

B3 ZEZHEERERE (A) AXHSHEBERE (B) #ER 50ng/g MFEFEHGERYH GC/MS GitE, IEXE: 1. HHE, 2 - FEXE, 3 #H,
4. ZIEK, b BEE, 6 FESTY, 7S _KFH, 8 FTE, 9. FELE, 10. BRE (REMA), 11. p-8A, 12.DDE, 13.a -8/, 14 EH, 15. 255,
16.FHAFmEEE, 17.8XT, 18 1556

SiFEER(L0Q) RE (SHRE/MRYIRE) EEBIM, MEINRE
BREASN, HEREHLMEEN 10-400 ng/g, REFHL 10 ng/g EEZKR (10 ppb) FAFE/REE 50 ng/g EER (50 ppb) X
HSEEL 50400 ng/g, MFBEGRE AL ERE, Ay ARTEERBEARMRRTNESLAARRAR (MRL).
BWZARRAHRERS, MERSRTARROMRATS 51 L EORRNSETHMTAT, RIGUT 1 mLA
315 10. 20, 100. 250 400 ng/g. Bk HEMBHE AL, & ML ABEETRNEERAGEERRS (RY.

WA N (2AIEER/ NARIEER) X HrEst



£3.  BEERYF 17 RRGHLEE

1 mL SR EHZER 1 mL SR EHZER
RE 0] RF Rel Std Dev (%) >3] RF Rel Std Dev (%)
BER 5.55¢-001 9.1 4.71e-001 6.8
o-KEXR 2.93e+000 79 2.30e+000 9.3
et 8.34e-001 95 6.98e-001 8.1
ZER 1.03e+000 8.7 9.25e-001 1.2
BER 7.67e-001 142 7.83e-001 13.7
RESITE 1.26e+000 12,5 1.20e+000 103
k- a3 3.03e+000 9.8 2.61e+000 122
it 6.46e-001 6.9 5.99e-001 115
BRE (REM”) - 4.36e-002 102 3.33e-002 114
y-87% 1.73e-001 6.2 1.38e-001 6.4
DDE 2.98e+000 74 2.49e+000 6.2
a-85F 1.37e-001 8.1 1.07e-001 8.1
ThEH 3.41e-001 5.1 2.92e-001 10.6
Z Tk 1.07e+000 15.6 1.42e+000 122
AT 3.06e-001 46 2.42e-001 42
BRT 1.14e+000 6.4 1.22e+000 9.7
B 3.45¢-001 6.4 2.64e-001 13
RS BERERENER

“ BUERIZSER : 50-400 ng/g

Bl Z=FfE 314

B EMENEXERPRNRGRERFERENERENE
g, HMAKFHA 10, 50 #1200 ng/g. XL QC HREBTER
EFREMEREEN, BNMRIATEEE 6 8.1 mLF 8 mL &%
HERZERMEKEMERELE (B RSD 1) 235 FF 4
gk 5 P BIEEWRIER 2 BERFERNEZR AN mLF18 mL)
FAZMATER, RTFHREMRG, FHHT 8 mL KR H
PHEEERER, EMHEN 18 MET GC AHIKRES, X
EMUMRE—ERE. —S-FRH. BRENRBER,
ENHERERPREURBSTRAMN. HEREHMA,
RERGHERRB 50%EME 200%, FRITEERENEE.
R, MHBHFEBRETELERR T ERN SRR E

BRELHMERLERD, 4 HRANVEERKETFEESHE
HERE, MBI 4 HREGHVESR N2 FETF B 28 E
HENE, NERTUEH, RRESEHERERN 14 HREGEE
TREMEKRE (1 mL ERZERMFYERE 88.8%F 8 mL E
HERRTHEIEE 86.3%) MBEHE (1 mL BEIHEERHTY
RSD 77 5.4%#1 8mL EI1BZEERK) T RSD 4 4.8%). BAZMH
SHERERELENNARAERERE (1 mL EEZERNE
HERE 75.3%), BRE TREHEZEE (1 mL BIHEERERY
FHRSD 4 6.1%), ENMERILBEEHEFINER (FHE
K& 41.7%, FHRSD A 14.9%) 8%, ESHC HEMAA
HERAPHERITIE. MREAHTER, BERTFREMEE.
HEZR{NA 50 ng/g.



K4 BFEEAOAC HHEEER, 1 mL H#EER, 2mL BIDE, LC/MS/MS JELEE

{& ac (10 ng/g) % QC (50 ng/g) %= QC (200 ng/g)
RE Bl RSD Bl RSD Bl RSD
BER 94.0 3.0 91.7 105 80.9 4.6
o-REFH 95.0 2.2 92.0 79 787 38
Wit 83.7 3.1 93.9 12.2 91.8 33
ZBR 97.3 43 95.6 9.9 918 33
HEE" 475 6.8 449 6.6 49.4 43
RESTE 74.1 4.6 71.7 45 722 5.8
3211 975 76 66.8 39 68.8 6.8
=212t 88.3 3.0 79.6 35 77.0 35
b =t ) 74.9 19 81.6 1.7 782 39
BRE (KEH) - NA NA 98.8 6.0 711 6.7
y-87% 106.0 49 112.2 33 936 5.3
DDE 80.3 22 86.8 9.6 75.4 35
a-8FF 107.6 42 108.4 35 91.6 3.7
THEH 99.7 2.6 93.7 9.6 78.9 34
Z Tk 91.4 34 100.0 5.0 107.4 7.6
WA 937 48 97.3 8.8 89.8 43
BHRT 84.7 5.7 74.8 9.9 84.6 6.0
B 98.4 55 84.2 95 81.2 3.2

" M H S BERERERIMNER



£5  EFAOAC #HEEER, 8mL R, 15mL BiE, GC/MS WELFE

{& ac (10 ng/g) % QC (50 ng/g) %= QC (200 ng/g)
RE G RSD Bl RSD G RSD
BER 937 2.6 925 4.2 86.2 5.9
o KEXH 87.9 5.1 925 6.6 952 6.3
WAt 83.1 5.1 85.4 29 84.5 5.2
R 85.8 6.9 85.2 29 87.3 55
HEE® 21.1 49.7 236 14.3 232 14.0
RESTE 76.4 24 739 27 738 3.6
3231 933 4.1 56.6 2.0 61.4 45
n 7738 36 70.2 46 69.0 3.1
RELS 78.6 4.6 79.6 26 85.3 5.1
B\RE (REH) - NA NA 60.3 17.4 537 10.7
y-S7t 106.8 5.7 110.7 35 100.4 49
DDE 80.8 42 81.8 26 81.3 49
a8 104.2 6.2 103.6 33 95.8 53
KA 96.4 6.2 93.0 1.2 79.3 5.3
Z s 83.8 4.0 82.8 23 85.3 49
WA 905 8.8 875 73 84.5 6.4
BRT 84.0 49 78.4 6.8 79.5 10.7
BER 612 222 426 28.8 35.3 20.6

* MFSHERERPRESURRNZN , SREE . TEIESHERERTRMARRITHE

it FEFRMNEE, MEERNEREMENEIURE, ZFHE
ARFMERPSHENSENRBRANEN, HEPHER
MERYNFAZMERUENNEE. BTAMERAKKRTE
MEENARYRMENEYE, RECARARTFRRMHEIEK
B#MAY Agilent Bond Elut QUEChERS AOAC £ ik 2B R 48
ANEETRTEUEZREERPHERAM ST,

BT E&EMKREMFEREN Agilent Bond Elut QUEChERS AOAC
ZmKFERAF NS BERERRAZARIMRE T - 34%
FhERRMEMELEMEELERAHITEHER, REMFRH
BFE, RNPENSHESBEEERE, ANBEIBEHEE
BAAARE N REENTEAS FEMOREGNRARET -1



%—Q%Iﬁf 6. http://sitem.herts.ac.uk/aeru/footprint/en/index.htm

1.

7. http://www.mb.ws001.squarestart.ne.jp/foundation/

M. Anastassiades, S. J. Lehotay, “Fast and Easy search.html

Multiresidue Method Employment Acetonitrile

Extraction/Partitioning and "Dispersive Solid-Phase 8. http://www.mrldatabase.com/?selectvetdrug=0

Extraction" for the Determination of Pesticide Residues 9. http://www.ams.usda.gov/AMSv1.0/getfile?dDoc

in Produce,” J. AOAC Int., 2003, 86, 412- 431. Name=PDP1995Summary

S.J. Lehotay, et al.,, “Use of Buffering and Other Means 10. P.L. Wylie, C. K. Meng, A Method for the Trace Analysis
to Improve Results of Problematic Pesticides in a Fast of 175 Pesticides Using the Agilent Triple Quadrupole
and Easy Method for Residue Analysis of Fruits and GC/MS/MS. Agilent Technologies publication
Vegetables,” J. AOAC Int., 2005, 88, 615-629. 5990-3578EN

S. J. Lehotay, et. al., “Determination of Pesticide

Residues in Foods by Acetonitrile Extraction and jﬂ%?ﬁﬂﬁ%{%‘,ﬁ

Partitioning with Magnesium Sulfate: Collaborative Study,

J. ADAC Int., 2007, 90, 485-520. XTRMN=RANRFVESER, BHEIHNAML

L. Zhao, J. Stevens, “Optimizing Recoveries of Planar www.agilent.com/chem/cn.

Pesticides in Spinach Using Toluene and Agilent Bond
Elut AOAC QuEChERS Kits with Graphitized Carbon,”
Agilent Technologies publication, 5990-4247EN.

L. Zhao, J. Stevens, “Analysis of Pesticide Residues in
Spinach Using Agilent Bond Elut QUEChERS AOAC kit by
LC/MS/MS Detection,” Agilent Technologies publication,
5990-4248EN.

www.agilent.com/chem/cn

TRENAZHPHANER, NRETRESERATHMERNEXRETRERIE,
ARRPSRMER. RPNAE, NEEE, BABTEA,

© KRR (FE) FRAF, 2012
2012 £ 1 BHEER
5990-4305CHCN

Agilent Technologies
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