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W EREH. AT . BHLF KX FEARAM, RARL SR EH-$ KRR
(UPLCMS/MO)# R #52 THEF 12 ArRAFRE X RBGEG BN Tk, EREAN HRs
TR, B B AR B BN AR 440, A waters BEH T3 &34 45 &, £ A $ BB A w4 X 25X A4
HATHM SMFE R Z AR FRE 1~100 pg/LEBEAZRFEM X EZHHXT 0.9, £
B GRERF R 3 AR AR RIS, B E A 65, 2%6~119. 2% AR AR EAR LI DT 5%, EH
ERBEB EATE RTEF LBRB, TABLAEPRLATHRELRGZGH NG

SRS IR < BN - BB 5 R 3 s R IR T PRI AR 25 5

hESHES:S 481

BETRBERR R EA VAN A IR LG H
BAH AR, B 20 22 70 SRR, i FAPLER
2y PR, AR A DU AR 24 7 A Tt 32 P ) B
AR 2, R 2 R 2R AR 2Y i R AR
XA S Fp S R R A 25 5% B A DL R B 32
BRI . AMIXHAER SR KRR B BRI fE 5
R EE AL, A X SRR HEAT 1A M DU P A o R
PREERARZY A R AR . 72 SR X X Fh R
WTER PSR B RS E TR IR B AR A
WP GERE » 3 X AR GG — B R PR (i SR AT
AN SR G R G R R 4 (s gy
IR R VPR 22  RAUE AR VA A0 PR BB 55 Bk A, T YRR
A% B BB 5T 1% vk (LC-MS/MS) B A 1oy 7 BB L gk 4
58 I 5 R F RS0 R s SR T e 3
AP BB R T TR T RS Y 14 Rl R BRI IR 2y
BEATASIN » DA OAAG I B 35 o R 2 PR I SR AR 25 1R LT
TR,

1 #RERE*
L1 stk
BRI B AT T FIBT R H

E—EE N K EF Q980 , %, RAEAT L, AT @AREY
5% %% G 4%m, E-mail:zhanhaixianj@163. com.
Wefs HHA:2013—11—11

SCERFRINAD A CEHE:1001—0009(2014)06—0125—04

Waters Acquity UPLC-TQD #8 /& 3% % FB €0 3% - 55 Bf
VU 2% KT R 15155 A (3 [ Waters AR , Bl B BT
P55 Milli-Q W& 4fi7K & 4k 2% (32 E Millipore A ) ; R 40
Z15) i ML (KA 5 & 38 5 0> HL (Sigma) ; 3 i€ #k % 4%
(IKA) ; AW AL (£ E Organomation) ; B, F K F (& &
0.0001 @) ;B an ( FHgE—ERHE A PRAFD ; Agilunt &
FEE MR BUNE ; 1 R g R 2k CRHE WO 5 FR
B A 3 4l (38 [ Fisher A 7)) ;K56 K i Milli-Q &
GG,

B & 245 43 5 O B K gk (Aldicarb) | 3 K gL R
(Aldicard-sulfone) . % K g I H1 ( Aldicard-sulfoxide) | 77,
B B (Carbnfuran) . = ¥ # 7 B B (3- Hydroxycarbofu-
ran) 3% % B (propoxur) . 33 K jgi (Carbamic acidr) 375 % 5
(Pirimicarb) . B 2% g (Carbaryl) . K 22 g (Methomyl) . {f*
T B (Fenobucarb) . 57 7 g (Isoprocarb) 3% g B £\l FR 3
FARAP R A U BT .

L2 Bk

L2.1 FEMETAEE SR PR AR 10 g ORI
£ 0.01 @ &F 50 mL B.LEH, N 20 mL ZHE,5) i
1~2 min, H A 5~7 g E ALY, ¥ E R H 2 min,
5 000 r/minB.L> 5 min, i 10 mL ZJEE T 60°C T &
WIET . A 4 mL FEE-Z@H B« 9D BRI, F
ik, ¥k 4 mL RS HBE : 9D I LA
F& SPE /M B R TR 2R B, IR
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W 2 mL FEE-— B (L ¢ 9D IE TR VE SR PR, it i
AT 10 mL ZIEERAE IR R 2T 60°C FAMIE
Foml2 ml FEEHBEHAKESRZ 3 mL, &
0. 22 el BRI U85 WBOHE €0 33 - B IR S (U 2 , S
BER.
L2.2 BB 7ESHrd bR 5 fhes BB
Bl m it BEH 0. 05 mg/ L A fy e T BRAE Ay LU AR, # A
ME%=(A1—A2)/ A2 X100 %38 FE RN , Hodp Al.A2
Gy A 52 HYE R AR R .
1L.2.3 gkl KB HAE 0.1 mg/L #rifE & XF
H 10 mmol/L Z#R%% . Z.55-10 mmol/L Z %% . H %~
0. 126 R\ ZHE-0. 196 H R AA 2 1k sh A FNAS [R) A6 B8
AR PP AT AL
L2.4 JAEHKMF RABEEEEHER 1.0 mg/L 1 12
P 5 FH R R AR 2 A vV W, SR FH RS 25 8 T IR, 7
EAEFEST, #T8EF2AH HELS 75
T I E S FETFHEAEE OBE. Ha50E
RETFERBEFHITFE A, MEFEERE.T
BN 2B TR TFEF P FERRNTFET
YERE BT, AR E T EREE .
1.2.5 P&tk MR EE DA SR m
25 R i oA 35 T VAR » T 1 5G5S o A VR YR B 40 )
2,5.,10,20,50,100 pg/L, #47 I RN E . FEFE
FRE N 20,40,100 pg/kg 3 PIKFHIFRG , BAK TP EER
6 YKL HE IR 1. 2. 1 A kAT AL B, 1158 3 1 Tl e R
2 BR54WH
2.1 FEFREL A E

LC-MS/MS w4 5 JJ LN FH 434 40 4 3t 46 43
5 R 55 2 1 B AL SR I 3, 3R B R B F 3
MEEH. BRERPHEEEMR . CRELEYYRE
(BT B34 58 (B 7 34 38) T 43 B AR B8 7 1T
JSL T 7= A 2 SR RSN » 2 YRR €8 - R IR T ik e M e B A0 A
Hh TR AN 5 e AR Y R B RN E R M R S M A] 5
EMIEHEEMNEBERNE™ . hE 1 aTH, AR
TR it %o ) — b AR 245 F B S8R R D o R bt -8 B 23
FHBE R C ] A b v il 2R A AT A HE , SR FT BB BRI P T 2
JE T A R
2.2 JiEhH R

VBOAE €8 1 - T TS IR R VBORE A 40 B 5 RS A B T
Pl — R 57 J 4, e P 3 H A IO SHE BT 43 B 5 SR B 44
B A3 iE N TR B T AUROR , LIRS SR I 4 HR o
MR R G, # 0.1 mg/L trvfEdn, LS W
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*1 5 AR EERR 12 F
SEABEE R KRG E RN %
VE] E i PR PNEE H
VR B 68. 38 60. 41 78.76 66. 55 88. 66
SERMTEHR 6392 62. 01 77. 94 68.73 80. 64
K BRI 68. 57 60. 91 86. 61 50. 66 89. 56
KB 57.32 46. 47 65.72 45.43 70. 52
FZERR, 67. 91 81.19 72. 94 77. 26 86.75
RER 71.93 64. 35 83.43 69. 44 90. 33
BRB 78.16 73.01 43.72 78.63 79. 39
B, 100. 57 98.92 86. 12 101. 06 91. 77
T B 101. 31 93.09 95. 93 96. 69 92. 88
BB 102. 88 103. 01 102. 44 105. 97 96. 40
R B 98. 98 99. 95 101. 79 107. 60 97.55
FE B 74.43 75. 57 48.96 75. 00 81.56

FE BB e BLAE AR AR, X 4 4 IR AR IR R AT
b, B 1 AT, ZHE-0. 1% FF R S i 3h A » B T K8 I
WAh, e ES i R E Y& T 5 3 A sh ik
RIE DU R 3- BB A B A B EH T2
S MRM W 7 =CR 48 , 25 B8 38 18 [0 A R ZE A B
T, B LA A £ 2 f5-0. 1% I BR i shA , i
0.3 mL/min, Y i 2 JF B 0~ 4 min, 10% ~ 70% A;
4.0~5.0 min, 70% A; 5.0 ~ 5.1 min, 70% ~ 10% A;
5.1~7.0 min,10% A,

1200 000
& 1000000
21 800000
E 600000
M 400 000
200 000
o .
Kk g % % » ¢« § - K &I
X R B K B K& B & K B B
M K R

A Fr'ﬁ';jo mmol/LZIREE  —8-ZJ5-10 mmol/LZTRER
—o— FHEE-0.1%HIT - Zi-0.1% IR
B 1 AEEzHEN 12 HSERBRERAGE FLEENIM
2.3 JRIEIEERIAL
R Y BB R HEAE AR 2R HE VA WL X B3 S5 R AT
DAL, B2 H R T IE B 7 39 4, 2 Sz s I (MRMD 8
L, BHEHRERN 0.5 kV, B FHEE N 10T, F4L
SRR 400°C, SR 800 L/h, S
79 50 L/h, B RiESHOLE 2.
2.4 JruEmZiE
DA B 55 I 14 25 R o g 2 VR, T A o
WA, 3R 3 T B AL S WITE 1~100 pg/L BT EHE
FEVEEIN R R BRI MR REAIRT 0. 99, R E
BOHHIEK,
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®2 sREENAFHES (MRM)HRESH

_— FHEFMEET BAEHE AR
: Qualitative ion pair Cone voltage Collision energy
Compound
/mez"1 /U« V-1 /E«ev1
K B, Aldicarb 212.9/89.0* ,212.9/97.9 26 16,10
K B

229.0/166.0* ,229.0/109. 0 22 12,18

Aldicard-sulfoxide

T K B
223.0/86.1*% ,223.0/147. 8 25 16,9
Aldicard-sulfone
55 B Carbnfuran  222.0/165.0% ,222.0/123.0 20 12,24
3-FRFE T H B
238.0/181.0* ,238.0/163.0 22 12,14
3-Hydroxycarbofuran

®A B PHC 210.3/111.0* ,210. 3/168. 0 18 15,7
{4 T B Fenobucarb 208.2/94.8* ,208.2/151. 9 23 13,8
RZ B, Methomyl 162.9/87.9* ,162.9/105. 9 14 10,10
HLIF R Pirimicarb 239.0/71.9% ,239.0/181. 9 31 20,14
# K gk, Carbamic acid 166.1/109.0* ,— 19 10,—
HI 255, Carbaryl 202.0/145.0* ,202. 0/127.0 20 20,34
S B, Isoprocarb 194.0/95. 1% ,194.0/135. 1 22 14,23

HEFEE TR MAERBET. “—RARKBNE,
2.5 MR EEEE
i3 4 WA, 12 PR H R B AR 2578 R R B sk

x3 12 FhEEREBEERRAGY

e} LMW /pg e L1 LM MRFRE 2

KB 1~100 y=>510. 283z+233. 643 0. 9963
D& 1~100 y=940. 258x+246. 528 0. 9980
W KB 1~100 y=111. 900z—12. 2227 0. 9981
KB, 1~100 y=691. 471x+102. 845 0. 9996
3R HE T H B 1~100 y=461. 151x+173. 967 0. 9980
TR B 1~100 y=76. 8031z—19. 7751 0. 9975
TR 1~100 y=1 424. 49z+48. 7507 0. 9993
TH B 1~100 y=2 237. 37z+689. 211 0. 9969
BHER 1~100 y=896. 470z+28. 5846 0. 9998
B B 1~100 y=6 317. 74z+760. 367 0. 9993
BRAR 1~100 y=1 188. 06z+227. 405 0. 9984
B 1~100 y=704. 5220z+68. 507 0. 9990

SET RN K 65. 2% ~119. 2%, L E I RSD &~
BT 5%, AR E AR TERBEREER,

&4 12 PR R INARK T T2 B R 3 R H R
JnARAKF- 0. 02 meg/ke INARIKF- 0. 04 mg/keg INARAKF 0. 1 me/ke
K Added lever 0. 02 mg/kg Added lever 0. 04 mg/kg Added lever 0. 1 mg/kg IR
Pesticide -3 [ R HAX AR R 22 -3 R BT AR 22 -3 [ R ARXE R v AR 22 LOD/mg « kg™!
Recoveries/ % RSD/ % Recoveries/ % RSD/ % Recoveries/ % RSD /%
TR 65.2 3.2 69. 3 3.9 69.6 2.8 0. 0002
3R I T E B 98.2 4.6 96. 3 4.5 100. 3 4.0 0. 0011
Wi K BRI 98.2 3.2 97.6 3.0 93.6 3.6 0. 0053
T K B 111 3.5 118.2 3.9 119.2 2.0 0. 0031
2R, 98.8 16 102.3 13 110.3 L2 0.0005
RER, 89.3 2.5 91.8 2.3 108. 4 2.1 0.0012
TR, 80. 4 L2 85.8 1.4 86.5 L4 0.0089
Eieyn 109. 0 1.4 105. 9 4.1 110.1 2.4 0. 0008
T B 112.6 L9 102. 7 0.9 109. 1 2.6 0. 0059
SR, 102.1 2.8 100. 3 3.3 101.8 4.3 0.0005
HR R, 106. 1 3.5 106. 6 4.6 106.3 3.5 0.0056
FE B 99.2 1.1 101.1 L9 104.0 1.6 0.0025
3 LW [J]. #erp g alr K224 ,2008,27(5) :691-695.

BARIE ST T BRSE T 12 b IR IR 2 AR 2 5%
Vi o RN €5 - P M 2 R K TR 0T T ¥ . 1T IR
FRPR 8 T L 2 P O 2 R R B0 Wl R AR 24 5k T o A ) 22
R ARG 12 Fh & 2 Y BR IR ISR 25 5k A I
PeFIE BT
S 30k
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W EASHELTEHDARM, RAGREN 2 EHBENET BATEANR
B HER HRE B NKHB 2R B KT E AEBEREOEAB AR R
B R B % %o, A B Fenton BB AR =B B L%, I € L KB HAALRE H , AF & B
HEATBHDAIP AR R RENE, AN EATEEMORA TR EMERE, &R
A BT RN A FERNHRAR KM QI EH LR, L P LE EE AR
2w EH &k MBCIAiA 2] T 37.5 mg/mL; B4 T B AL ad A ODFREAN B
FaHEODHA—FHFRED L PHTELT . FEMLEAOFTRENRER, RALE,
FEIEWOTUEAFOWA LM RAITH L T EA T FERLETEANGRENT S
FA

KW BT R YR s MBEEA  Pra it

hESZES:S663.2 CEERIEA:A  XE4HS:1001—0009(2014)06—0128—04

=T )8 (Rubus L.) 2% 75} (Rosaceae) H i — 14~
KIE, LHAAH 750 KA 210 L5, LRI K24, B
B ARERT, VERFEYA oA, KL g X P L
WX ZW, ERERNA, BHFERILTLUUEH,#

FE—EEBA 2B FA965-), 5. W dT 5 A AL, K. AL
ZAFH A RIZL BB R EFAME T4, E-mail:swisg@
163. com.

HEE&TR A B KA TAA TR B (11C0988); 31 da 4 & & &
HERTBAAR,

F AR BB AIAL, AR ARG AR, REH
20 22 80 EAR LUK, X B8 T R BT A B IE T A
HOSETE X RS I R ZE S S M B AT T,
WEHTREY &A=& %A R E L T w5 R
HAREFHER Y. BB TREYREMRETES
Z W28, BA AR5 A9 TS BR B il 2 A s Bl | AR
AT REX T BT RAEY M E Rt
MRKRZ RRRT DL R e &8 T8
Y AEIL, Bt T 8 Fhg s TR YT I s L Al
TR E B AT, LT 24 T R A

rfs HH#A:2013—12—10

The Inspection of UPLC-MS/MS for the Residue of Carbamate Pesticides in Vegetable

ZHANG Hai-xia' ,CHEN Qing-qi* , XU Jing' , YANG Jing'
(1. Harbin Inspecting and Detecting Center for Agricultural Products Safety and Quality, Harbin, Heilongjiang 15007032, Harbin Academy of
Agricultural Science, Harbin, Heilongjiang 150070)

Abstract; Taking tomato,eggplant,summer squash,Chinese cabbage and cabbage as materials,twelve carbamate pesticides
detecting methods in vegetable was established by utilizing UPLC-MS/MS technique. The results showed that the sample
was extracted by acetonitri,purified by amino column and separated by water BEH T3 column. The detecting aims were
determinate in multiple reaction monitoring (MRM) mode. External standard method was used to determine the residue
contents, As a result, the detecting aims were with a good linear relationship (+* >0. 99)in quality concentration range
from 1 pg/L to 100 pg/L,and blank sample substrate added to three levels adding standard sample trial, the recowery
ranges were from 65. 2% to 119. 2% with the relative standard deviations(RSDs) 5%. The method is highly sensitive and
precise and selective,it can be satisfied with those detecting needs for the residue of carbamate pesticide.

Key words; UPLC-MS/MS; vegetable;carbamate pesticides; vestigital
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