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HYT£EFDAWBABELESFEHE (MHLW) F 2006 £5 A 29 BEFBLHAAE
EHRHNE, ANREREFHRILER ], KTZEANRAEEZLEEEER
K%EBRE (MRL) RUUZFZHUFETERBFNTIT. RUNZREFRE. ARR
mFFER, ZEMERTHEESMEORR, $RIE 800 Mit¥Hm. BTHEARA
KEE / KEMNBRMEAHOE, AIAASHRREOERRETIAN, HiERLH
K37 2R AL 8K SPE A LC/MS 5 GC/MS AR, BERRUAFRHNEEER
H#H MRL (&4 0.01 ppm) .

AR TARREER D 45 Mot BENBESANST, REEVRTELE
EFIFRMER MRL (0.01 ppm)i&id F A Hydromatrix i £ Bond Elut Plexa SPE .
Pursuit C18 HPLC i & MS #ill, RERRETATEANENTERAFE.
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ATETRUMSE, BAEYSAHFE, A1 TEABMELED
R, TéH 2 BB AR LA WAR. BAHYERRER LC
FMS/MS &4 (Fik (1) #AE (), BRE 1) #1754, BEXEB
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SPE # Bond Elut Plexa, 3mL, 60 mg (845 12109603)

it Pursuit C18, 3.0X150 mm, 3 pm (¥#2 A3001150X030)

FREm WM. BRUENTESTINAYMRE AR, PL-2-1 R PL1-3
(Wako, Japan)

RE FRHEYREA 20 uyg/mL, BT HEES

£ Agilent 212-LC

i Es Agilent 320-MS LC/MS

MR ELARNERALES R
1. FREUS g AEER

2. MAN100mL 2B / B2 /0.2% ImEEER (1:1:3) AW, H#4.
H 2% 2-3 mm B Hydromatrix i & T ROIE 4K 8 E 1T,
B20mLZFE/ BEE /0.2% REEER (1:11:3) B ik iR
1R, ZeHELHRKRETR

3. BHIER, HEXKE20mL

4. F5mLBEE. 5mlL2% & kiEH Bond Elut Plexa 1, L4,
F 5 mL 2% &okitkik, AR 5 mL BEZk iR

5. 40°C ZT&F
6. A1mLZE: K (19) BREAKR

S5RAEEINREENIN-RPEGNRAITHENRE
. B2, CHBMFEFERNRNAE, £ D E8EAN
TRWHMAE (1) FHE (). #mA Hydromatrix % TR,
W& /5% A Bond Elut Plexa SPE ##{TRIACIE, ATINAERE
FiFit. HAZE / B / RHRESARLENXERMNSE
ERRT M SR AER Hydromatrix S55% T = Rk EREM,
FHHREE 2% S /KEWL Bond Elut Plexa 1, 5 @& {F R HE
AEURRE, BEKELEBHERESHEKE,

BHAERRSHUEGMIRAREEREN SIS T
MRM BT 47, BERELEBRATHTREEFHREE,
FRATARRENET.

FrBESHYERR MS/MS BF M FMA5 FR2M3P, HF
— kY EWESERARE, FUAMFERYEETTEREN
BEEFER,



& (1) LC &4 FiE (N)LC &4

N A ZiE+01% RERAR T A ZH+01% FEAR
TzhHE B 7k +0.1% FERER WA B 7k +0.1% BERER
iR 40°C iR 40°C
WERRF BERER

R} i) (min) %A %B i (uL/min) RFiE] (min) %A %B  FiE (uL/min)

0 5 95 200 0 5 95 200

2 5 95 200 28 99 1 200

30 80 20 200 33 99 1 200

34 80 20 200 34 5 95 200

35 5 95 200 40 5 95 200

40 5 95 200
Fi& (1) MS &iF FiE (MS &4
I R 40°C I 5 B 40°C
APIANTZIRE 65°C APISMRIRE 65°C
API FESER 400 °C &% 19 min, 1 min }F&E 300 °C, API FESER 275 °C 8 #% 19 min, 1.25 min WFZ 400 °C,

£R4% 15 min {R# 16 min

2. 5k (IIMS/MS BFATiEE
ot BEF FEY  ESIER  lRE 7 3. 757% (1)MS/MS BF AN
2 &E 5 iA=L BEY FEF ESI B GiEEE
AEBE R 240.1 133.1 (+) 215 WAIEE 407.2 126.1 (+) 195
EER 202.1 175.1 (+) 8.0 TERRERE 215.0 156.0 (+) 11.0
FEHERR 205.1 178.0 (+) 16.0 BRIE 358.1 340.1 (+) 185
TR 251.1 92.1 (+) 15.0 Fhik 221.1 90.1 (+) 105
TR 256.0 156.0 (+) 6.0 LS 278.2 204.1 (+) 95
&R 291.1 230.1 (+) 105 BE® (DEP) 259.0 109.1 (+) 95
TR IE 250.0 156.2 (+) 135 BXER 435.6 143.0 (+) 14.0
BELH 275.1 123.1 (+) 14.0 BEE 249.1 177.1 (+) 19.0
T R RN 265.1 155.9 (+) 15 REEE 355.9 184.9 (-) 18.0
AMEEE 356.0 308.0 (+) 8.0 2-ZEEHE 5 THEEN  186.0 138.9 (-) 13.0
TR — R 279.1 92.1 (+) 19.0 S 379.9 343.9 (-) 105
TR FA A 281.1 156.1 (+) 145 SR 326.0 93.1 (+) 205
BRERE 281.1 156.1 (+) 145 SHATHIH 363.1 121.1 (+) 145
TR SRR 286.1 157.1 (+) 8.0 RUEER 494.3 192.1 (+) 12.0
BHEF 3111 156.2 (+) 175 HhZERM 393.2 373.1 (+) 5.0
Rt 311.1 156.2 (+) 175 KRR 361.2 147.0 (+) 13.0
TR PR E RIZR 254.0 155.9 (+) 12.0 T B (BPMC) 208.1 95.1 (+) 105
Z EB A PR 238.2 136.0 (+) 15.0 BIOEER 887.5 158.1 (+) 19.0
RIS 301.0 155.9 (+) 12.0 SUHEH (Abate) 467.0 4193 (+) 195
EREE 336.1 134.1 (+) 195 A8 303.0 135.0 (+) 7.0
B-BHE 271.1 165.1 (+) 38.0 BHEER 693.4 675.2 (+) 305
o-HHE 271.1 165.1 (+) 38.0
BB EC 2 397.2 279.1 (+) 14.0
ERFBEE 321.1 277.1 (+) 21.0
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Bl 1B 3ERT A% (1) A% (1) FFR AR LC-MS/MS &

FEEEFRM MRM &iEE, Pursuit C18 BigHE 7% (1) &
ZXEASRHESRAELZSE, XRA LC KEAMEEEE
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ECESE=] .
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j MRS F St E
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A1 @ﬁAg//entPurswt C18 &% E TTi% (I) B/ amHd LC-MS/MS 747

HEBF R EEEH MRM &

B2fE4RFZE() %u(u) EFﬁ?EE.:H@m ppb ;B & ¥ AR
HEE (BA. #AMER) NEESFRELEE, SHAXERS
WEEEZESH/)N, ERH Bond Elut Plexa HEHRENEK

ab
13

{#H Bond Elut Plexa #3145 10 ppb BI%8R . A4 HIT
BIRLEE, WA RS R A ST YRIE KR & RSD &3 F
FamFks5 P, ZHENENMER T, KSHUEYH RSD E/
F 1%, |AH RSD E{XA 3.6%. FiE AWM EELE 65%-
115% Z 18, X ZHAMHIEWETE 75%-100% SEE A, XL
R ERYFE EU F0 CDFA IEX [2].
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e ] F \ EAH 21 MiFERRS
F— /L 407.2> 1261 [-195V] . “
3 . 215.0 > 156.0 [-11.0 V] 03 -
] mmER A RTSE
: e 358.1 > 340.1 [-18.5 V] 200 e
BRYE I - Jt s 21 HRRS A
E 1004
E— {\ 221.1>90.1 [-105 V] A A_/ \ \
5 10 15 20 25 30 % min
é - J\ 2782 > 2041 [-05 V]
o AT ) 1000b SEBESHRITER (0. ERAEN) HITE
3 #E e (DEP) ﬂ EAHEEF R
é - A 4356 > 143.0 [-14.0 V]
249.1> 1771 [-19.0V]
355.9> 184.9 (- [18.0 V]
; R ﬂ
186.0>138.9 (1 [13.0 V]
i 2 Z RN 5 RN K
] 379.9>343.9 (- [105 V]
G J\
] 361.2> 147.0 [-13.0V
BRHE 7700
363.1> 1211 [-145V
1 swTmn e
4943 > 1921 [-120V]
1 RUEE
T fL 3932 > 3731 [5.0V]
[ k 326.0 > 93.1 [-205 V]
] pmax ] 208.1> 95.1 [-10.5 V]
1 wTseemg) h 887.5> 1581 [-19.0 V]
1 s (Abate) [I_ 467.0 > 4193 [-195V]
3 I ﬂ 303.0 > 135.0 [-7.0 V]
] spsx §93.4 > 677 2[-305V]
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B 3. £/ Agilent Pursuit C18 BiZHEH1T % (Il) Hr/EdmHI LC-MS/MS 547
HEEFREZEEM MRM EiEE



& 4. 7% (1): (EA Agilent Bond Elut Plexa HEXTIGH, ERFIFHFHIEZHTEHEZER, T 10 ppb HHIRITEENZE

LR %A ¥R
i9=%] C(pph) RSD B (%) C(pph) RSD Bl (%) C(pph) RSD Bl (%)
2- 58 -5
FIRRELEL AR FERR 10.0 08 100 84 05 84 8.6 02 86
BER 115 03 115 8.6 05 86 10.1 09 101
FEHERR 75 0.2 75 6.5 0.6 65 6.5 0.6 65
TERREE 10.8 1.0 108 9.6 0.4 96 10.0 0.1 100
TR 7.8 03 78 7.8 0.9 78 7.0 05 70
g0 8.7 0.2 87 7.0 03 70 75 03 75
TERRIE 8.4 0.0 84 85 0.2 85 8.1 05 81
B 9.1 0.1 91 76 0.1 76 7.9 0.7 79
TR R 8.7 0.7 87 8.7 03 87 85 02 85
ANEER 1.1 14 1 79 35 79 96 33 96
TR R 9.6 1.9 96 9.0 0.9 90 85 08 85
TR E 8.9 02 89 83 0.2 83 8.1 0.2 81
BRRERE 9.9 1.1 99 98 08 98 8.9 1.0 89
RSN 10.0 0.7 100 84 06 84 96 14 96
BiREE 103 1.0 103 9.4 0.2 94 9.2 04 92
ERREREN 10.1 05 101 8.6 1.0 86 8.8 06 88
VA=tiii e 112 36 112 113 2.0 113 10.0 04 100
TERRIEIZ M 115 05 115 103 0.2 103 10.0 02 100
TR E 96 0.7 96 10.1 05 101 95 06 95
TR 10.7 0.8 107 11.3 0.5 113 10.7 0.3 107
B-EaL 107 15 107 9.7 18 97 9.0 09 90
o- P 9.8 0.1 98 85 0.0 85 8.6 0.9 86
BRERECRE 9.7 02 97 85 12 85 7.9 06 79
ERFBEE 9.7 2.1 97 9.4 03 94 9.1 0.2 91



5 J7% (Il): (& Agilent Bond Elut Plexa BEXTIGH. BRMERNFELHITEHEZR, F 10 ppb BURITEEKE

B %A ¥l

e C(ppb) RSD Bl E (%) C(ppb) RSD B E (%) C(ppb) RSD Bl E (%)
WAIEER 8.8 15 88 73 16 73 97 05 97
TEREREL 9.4 0.9 94 8.7 0.9 87 8.9 0.9 89
EREibE 113 15 113 102 15 102 105 1.1 105
-2l 108 05 108 10.6 13 106 9.6 0.8 96
BT 9.4 12 94 97 0.2 97 9.6 0.1 96
HEH (DEP) 8.4 04 84 72 02 72 75 02 75
BEXEE 9.3 1.0 93 9.4 13 94 9.1 0.9 91
BEE 10.0 0.9 100 10.1 03 101 9.8 05 98
RERE 10.6 0.1 106 9.9 05 99 10.3 05 103
2- ZBAEE -5 RHEEW 95 05 95 9.8 1.0 98 9.7 0.7 97
KT 98 1.1 98 10.0 0.2 100 9.6 03 96
WML 102 1.0 102 9.9 1.0 99 9.9 06 99
SHATHIH 9.4 12 94 9.7 19 97 8.2 2.0 82
RUHEER 109 24 109 9.3 04 93 9.8 07 98
b VN 1.1 2.1 m 9.3 06 93 9.9 03 99
T B (BPMC) 1.3 33 113 85 07 85 9.9 0.6 99
BEEZR 7.1 23 7 8.7 17 87 105 18 105
M (Abate) 9.1 13 91 9.1 13 91 9.8 02 98
SRR 103 14 103 10.0 12 100 9.9 04 99
Gl 108 15 108 9.6 2.2 96 9.2 12 92
RHEEZR 103 15 103 95 02 95 10.1 1.0 101



&ik

AXFRT—HESHALERD, REAXEEINRPEKRN
MRL (0.01 ppm) SEE, BxA{EF SPE #1 HPLC PR {TE B
MHESHZHEIMHNLEEREAATRZENNLERTECH.
ERER,

XEWMFE, 8 SPE HH LC-MS/MS 3 45 # L& 11T
241, FIA Hydromatrix fE% T3 78 B EH, Bond Elut Plexa
HEUERERBATEENNER, ASHLAYH RSD &
¥INF 1%, B, BRA U RAERFNEKE, XEHBLE
YR E W R 7E 75%-100% SEEIA,

Pursuit C18 BikHEH % (1) PR RS FEEEE EL
SE, KA LCHEAMRSEME MS Killgt N EGIRE LA,
Pursuit C18 B ERATEH L KX E 2,
AXFEMFEH ST A ESHREABEAFAEEIIRIZEMN 10
ppb WARMEXR, AHAZYRAURGES. £RTE. K
A FREES.
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1. Positive List System for Agricultural Chemical Residues
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2. Quality Control Procedures for Pesticide Residues
Analysis. SANC0/10232/2006, 24 March 2006. http://
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