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SHeE-REKAZVNENBED R HERBRS

2 ¥,F MLE#al MAR, Rk
(1. MMNFBREFB, ML XN 3140005 2. MXNTEREH PO, N 3140004
3. WL K¥752% 8% 4770 UM 310058)

W EBH BUSHEER-ARGCMOBRARMERASPENE AR AETFRENNIRAHEXS
RHRGERE. Hik RAZHRBR.ERSEEEHEGPOSRLLBRAKHES GC-MS & E 8 78X (SIM)X

REFUERFHAERN. HR

32 Rk 25 0 Bk I B8 76 68. 41% ~99. 05% ,RSD #1.35%~10.33% . &i® £ ¥

AEREACHBALAGCC-MS BERTRACIMBRTEEMBARANRAF PRARENMKEE, XA
TEHBERARAMREMT. FEAMBXRIVEMPAORROMAEEEER.
X@m- A% REZE RS EGHGPC) S HE M- (GC-MS)

hE %8 R282.6 XRARIAHB:A

%1 SR Y3 Chrysanthemum morifolium
Ramat. M FHRLREF. KB E- FHILEX
WME . BT5H, RWNAKRZ—  SEERW. AW
ZERUEY BEELEREL. L DIWEE M
B R B ESER . B EAENX . EFHB
SN ERARELIRFT, SR WERETHE
URAN, A EFHREHNER R HHTRY
BREAWMTAVERXTRESEVWRAGRE, BXF
BMREAETHERALTREAZY . HEER
LU MEFEMU T RH# BAWECHSHE
EEMETHEF I8 HENERNRGERE. R,
HFHASE A EPFIMBRERGHE
BBtk B, BN #TERERS TR
INHEREE., AL RAENER. R Q%A
. EHaE-REEA.EYTREEFAINE.F
LB EEFMREABR UL ER FRARE
WA FE HEBETARATERBHFHRER
R, A1 bt E %5 R R bm o 5 0T 0 B 4 o SR KB
1 UEEHE

S M & - % B A L (TRACE, Thermo
Finnigan ); BB B B E R AHELEKBERLA

W 7 B 3 : 2008-02-03
EETA - BXTHE RSB A (2006AY2045)

X HME 0253 -2670(2008)10 -1568 05

(AccuPrep MPS & Accup Vap,J2 Scientific Inc. ).,
BRI A,

REGX B a-ANANRB-ARNT-AAKRS-A
AA.p,p'-DDE.p,p’-DDD,p,p'-DDT.0,p’-DDT,
FER KRR AEEEE, BB DR X
R FENRR AR PEREAE HK.ER
B 2B =B R B A KR T
Bl Ui R e AN M W AE
PN WS MR, 100 pg/mL, R MAFH R B
B W B .

RAEFHERLIE D 2R IR S T H
FRCAERMAESHBRRE SEXTHERRF
SLUEBEXEFEHMEERNHBHEDSE C
morifolium Ramat. LRIEFE.

2 HESER

2.1 HRERSHL

2.1.1 BEREBECHKBILFEMS . BHH Express™
Column (750 mm X 25 mm), FEH &5 mL, # ¥k
B-ERIE-FEHEA: D, ABRE . 4.7 mL/
min , 150 48 B 8] : 20~ 35 min, # B ¥ £ : 254 nm, K
23/ :200 Torr,

EEMA R BT, L HILANABEE Bt FATAIPERSERRL 7.

Tel:13957385780 E-mail ; jxxysj@126. com

»BRMEE KA Tel:(0571)88208455 E-mail :yjwu@zju. edu. cn
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2.1.2 BRAR HERBRESHREHERERS
g BF250mL RE=AEP, MZ 50 mL, BH
#H 20 min, A 4 g NaCl, #= 4% , #i 38 , B ST 38
#E10 min, ik ZEHERKEL B ¥ 2 6 HE R R
EENEZET ARSKKT . HEMALO mL BRR
ZEE-Fok1 s DEMRB.0.05 mL @RS %
5, 1%, 5 B B 20~ 35 min M) ¥, YRS G A
EOHEAZ 1 oL, A 0.45 pm BEN, ESHE
- R % AT

2.2 SH@E-RiERE

2.2.1 @iE%EHF. EHAE @AE D DB-SMS
(30 mX 0. 25 mm X 0. 25 pm); H < JWS; K H A
#&.1.0 mL/min; #BE O BE:250 C;ER2 pl;
A1 10, BFFE:100 CHH 2 min, BL 10
‘C/min ABE 250 C, 4R 15 min, HLA 30 'C/min
FEZE 280 C, 42+ 7 min,

2.2.2 RERNEH .- BTREE 230 C; HRHF

BE:150 C:HFEREFE 70V RiERNMF K.
SIM GEB B F K #), 98 i [/ B : 8. 00~ 34. 00
min; AR FEAE:60~600 amu,
2.3 BEBTFHEE ALRRAXZBETFRME
A SIM), EEFEE FHITRNER BOREE
BT RENERSE  HRIBERY LR A
41 B E) B R R X, 7 B — B ) B R M — N BRUJL A
YR, RS FARM R AEAMAK
BHEZ REERTR REGRL FRANKNAS
SBRFER .

FUEBFHEEMBEUTEN. (OYRE: R
ER-FEHAINEEBFREHRBASRIER
EAFHFEBFRERHER., QOREE -BHH
FEENRBRK.QERMY . EERRHE K. THE
W ERASFNET,

BB EN, &G ERFRAKERLE
1. B EREMRBHEEE FRERALEL

£1 RHRESIMAXNPARE LM E REE. SEXFRFEEL
Table 1 Scanning beginning and end of time, retention time, characteristic fon,
and its abundance of 32 kinds of pesticides by SIM mede

;2= % & i i 81 [ /min £ B B 6] /min KIERF (m/2)
1 KB .8.50~ 8.70 8.60 108* (100),107(46.1).77(18. 4)
2 TR 10. 20~10. 50 10. 33 150" (26. 8),121(100),91(10. 6)
3 k-2 11.25~11. 60 11.33 75° (100).121¢(30.7),231(7.0)
4 a-AAN 11.80~12.82 11.43 181* (100, 219(79. 8),217(63. 2)
5 ok g £} 11.84 164* (100),149(73.0),131(19. 0)
6 BAAN 12.01 181° (100),219(73.1),217(57. 6)
7 AEHEX 12. 03 295* (60.1),237(100),142(80. 3)
8 ¥-AAA 12.14 181* (100).,219(71.9),217(58. 2)
9 SAAAN 12.78 181* (100),219(77. 6),217(60. 9)
10 12.82~13.00 12.88 166" (100),238(17) ,72(85. 5)
11 R 13.10~13. 30 13.17 264 (27.1).127(100),138(21. 9)
12 -t 274 13.30~13. 60 13.33 286* (100),125(87. 2), 288(69. 2)
13 P Fof 1" 13.49 109° (100),125(86. 5),263(38. 5)
14 U082 14. 00~14.55 14.14 127* (95.4),125(100), 173(98. 0)
15 BRe 14. 27 314° (57.2).197(93. 3), 97(100)
16 FEM 14. 37 278" (100), 263(40. 0) . 125(49. 6)
17 *t 57 9% 14. 44 291" (50.5),97(100) , 109(95. 6).125(51. 0)
18 5 5 3% 15.10~15. 70 15. 26 157+ (61. 3).146(100),298(10. 1), 118(41. 4)
19 -3 15. 56 145° (100), 85(93.0),125(18.7)
20 p,p’ -DDE 16. 10~16. 50 16.25 316" (40. 4),246(100) , 318(52. 3)
21 KA 16.37 79* (100),263(16. 2).279(11. 4)
22 5 16.90~17. 20 17.04 231" (100),97(75.0),153(63. 0)
23 p»p'-DDD 17.06 235 (100), 237(65. 6) . 165(54. 3)
24 p.p’-DDT 17. 09 235* (100).237(63. 7). 165(46. 2)
25 =Y 17. 20~17.50 17.37 161° (100), 162(69. 0).172(46. 3).177(28. 2)
26 0,p’-DDT 17.70~17.95 17. 84 235" (100), 237(64. 6) .165(48. 4)
27 2] ] 18. 65~19. 50 18. 88 164 (100),123(31.8),79(11. 7)
19.12
28 LR R 19. 33 97+ (100) . 181(58. 0),265(19. 3)
29 LT 22.50~23. 50 22.76 183° (100),163(19.9).91(10. 9)
23.14
30 NER 25. 40~26. 60 25. 65 181* (79. 2),163(100) ,207(96. 4)
26. 09
26. 25
26. 46
31 REE 29.10~31. 10 29.55 152" (45.9).167(82. 8), 125(100),207(58. 8)
30. 74
32 WMEHE 33. 00~33. 30 33.11 253" (70. 4), 181€100),207(85. 3)

FEAMBERSERTFOMAMERLD).H  HERET ARAENREEHEOHOE T

Data in brackets are relative abundances of characteristic ions (%), logo * is quantitation ions, and italics word is choice scanning ions in

this time intervals
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2.4 BEHMZMOF S - HERRURREKEN 100
pg/mL &R BAW L. omL, AREAHEN,
AR EANEE ANHRE AEPREE BB
REBELARABRAXBALCEHE M, I AN LR 4
MCEREERKL: 2: 2 4 N HIBBGER,. LR
MAHBER EHAFAREKERSBABRGP
A mE RS H % 0.025,0.05,0.25,1.0,2.0
pg/mL; B HLBE K Z 43 51 40. 05,0. 10,0. 50, 2. 0,
4.0 pg/mL; EEP BB R K4 F K 0.05,0.10,
0.50,2.0.4.0 pg/mL; HIR B G RRREGHF A
0.10,0.20,1.0,4.0.8. 0 ug/mL, % BIRFE, F M.
ErREEEGTRESRAMEER, LIKE
BARRG, AR BRARLHRLHRERR, HHEE
REMEIBFBEREXRY . A—CRERERR
W, ERANBERSHAHBREXRRTF, BEK2,

2.5 RMRSERR .- RURMEERETENR
BE RAEHBETRAREREN, FTHATN
E. DEALZBRNEEAFMENERGNENR
(S/N=3,n=5)MERR(S/N=10,n=5) R&K2.

» E7)

1 xS

24 26 28 30 32 34

30
P

8 10 12 14 16 18 20 22

t/min
M1 n2#HRANRSARHAERE
Fig. 1 Scanning mode chromatogram of 32 kinds
of pesticides mixed reference solution

22 RNHRBOHELABR BAXRM . RETH RMNBRERM . WE EF0E K E
Table 2 Standard curve, correlation coefficient, linear range, LOD, LOQ, precision,

and recoveries of 32 kinds of pesticides

ERR
o £ % — KRS ﬁ!ﬁ_/ Py MmEFL ¥HE
/ng (pgekg™) RSD/% WRSD/% W*/%
(pg - kg™

1 HEXR Y=13.739 X+0.7072 0.9989 0.05~4 0.5 1.3 6.5 4.7 83. 49
2 HTHR Y=5.5522 X+0.576 7 0.9953 0.05~4 0.7 1.1 8.7 5. 00 80. 86
3  BHER Y=21.03 X—1.1271  0.9974 0.05~4 0.5 2.6 7.2 5.98 75. 96
4 aeAAA Y=3.28 X+0.477 2 0.9934 0.03~2 0.3 0.8 4.9 2.03 89. 96
5 BAAA Y=2.5887 X—0.046 6 0.9985 0.03~2 0.8 3.9 10.6 4.73 99. 05
6  FT-AAA Y=2.8506 X+0.0135 0.9981 0.03~2 0.3 0.8 5.4 3.24 82.43
7 FAAAX Y=1.2367 X—0.0493 0.9976 0.03~2 0.5 2.2 1.1 4.70 96.11
8 okMF Y=5.0698 X—0.438 0.9967 0.1 ~4 8.0 18.3 12.3 7.56 71.92
9 HEME Y=0.869 8 X—0.0122 0.9994 0.03~2 0.8 42 10.3 10. 33 88. 96
10 HYR Y=15.858 X—0.176 4 0.9904 0.05~4 0.4 1.7 7.2 4.80 82. 94
11 3R Y=0.8147 X+0.001 0.9987 0.1 ~4 4.0 19.6 9.4 7.20 71.35
12 HBXERE Y=5.3993 X—0.2445 0.9985 0.05~4 0.4 1.3 .7 1.35 85. 09
13 BEEMRK Y=2.885 X—0.5218 0.9923 0.1 ~4 4.0 13.1 11.7 6.94 77.08
14 Bh#SN Y=5.061 3 X—0.0828 0.9994 0.05~4 0.5 1.4 7.6 4.78 90. 07
15 %rw Y=2.3826 X+0.0624 0.9983 0.05~4 0.4 1.2 9.0 . 3.92 73.28
16 XEM Y=15.424 X+0.0751 0.9967 0.03~2 1.0 2.8 8.3 4.36 87.19
17 HHER Y=1.926 X—0.0453  0.9981 0.05~4 4.0 8.7 11. 4 6.07 82.05
18 HHEA Y=5.1255X—0.1488 0.9990 0.05~4 0.6 2.4 ‘7.8 9.01 68. 41
19 RiHE Y=4.301 3 X—0.3039 0.9957 0.05~4 4.0 8.9 8.5 7.96 89. 56
20 p,p’-DDE Y=3.6777 X+0.211 0.9965 0.03~2 0.2 0.5 6.7 3.30 80.51
21  p,p’-DDD Y=2.9294 X—0.0814 0.9971 0.03~2 0.2 0.5 8.4 6. 14 85. 05
22 p,p'-DDT Y=2.8511X+0.1212 0.9952 0.03~2 0.2 0.5 10.1 6. 04 80. 39
23 o,p’-DDT Y=4.9953 X+0.0295 0.9979 0.03~2 0.3 1.2 8.0 3.19 84.73
24 KEA Y=7.7148 X+0.3808 0.9976 0.03~2 0.2 0.5 9.4 5.53 92.12
25 ZE#R Y=9.1404 X+0.2407 0.9993 0.05~4 0.4 1.4 12.2 6.17 71.94
26 =wH Y=2.981 X—0.0571 0.9928 0.05~4 3.0 5.6 10.8 8.88 69. 64
27 EHE Y=20.232 X+0.7928 0.9971 0.1 ~8 1.0 2.4 8.7 5.07 77.77
28 BESK Y=9.0821X+1.4965 0.9955 0.1 ~8 1.0 2.3 7.9 5.36 84.57
29 HEE Y=12.445 X+1.7007 0.9973 0.1 ~8 0.7 1.8 8.1 3.12 91. 80
30 EEEN Y=1.728 8 X+0.1723 0.9981 0.1 ~8 4.0 20.5 13.7 8.41 73.44
31 MREE Y=1.307 8 X+0.3521 0.9975 0.2 ~8 10.0 30.6 12.0 7.03 72.87
32 BNKE Y=1.3803 X+0.3879 0.9980 0.1 ~8 2.0 10.6 11.6 6.25 79. 30
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BRAMBR R 0. 2~10 pg/ke, EBMRIE 0.5~
31 pg/kg,
2.6 HEERAR BERIBEAYHABH (K
BYLEERLREMKE R 0. 25 pg/mL; FHLPFEAR
258 0.50 pg/mL; W EFBRAER KA R 0.50 pg/
mL; R R B EEERA R 1.0 pg/mL)2 pL, BEH #
BES5 KT HERSD, 4R W%2, 7] LRSD £1. 35% ~
10.33%.
2.7 BEHARR -BEAMESERTRSE0.2,
4,8.12,24 h M ¥ ¥ E &, i H RSD 7 0. 36 %~
9.72% . RUABBE24 h ABE.

B— R A E R TEH S 0.2,4.8.12,24 h
WEEER,HERSDE1.55%~13.83%, &
ABBEBREMYABE.

2.8 EWRFRRAR:-EHAZTERMA—ERNH
(H L 200 pg/kg A HLB% 400 pg/kg  H K
400 pg/kg. % 852 800 pg/kg) . H (F HLE 50 pg/
kg HLBE 100 pg/kg. S F B AE 100 pg/ke . B BE
% 200 pg/kg) K (A HLE 10 pg/keg B HLBE 20 pg/
kg B3 RRAE 20 pg/ke I BESK 40 pg/kg)3 MR
B ERIRA X B E & SR S S A
EyHBERAGEWE, SRR LKA K E R
£ 68.41%~99.05% .

2.9 AAFHHAETRABRBNE . HHILHES
ARRBHREAHHESHTRR B BHE, SR
REIGREV HRGREBETRRARERE, &
RRZAEBELR.

3 itig

23 FAFAENERTRAZRBONELR
Table 3 Determination of pesticide residues in C. morifolium from different habitats

F

K5/ (pg - kg™!)

B 123 4 5 6 7 89 10 11121314 15 161718

19

20 21 22 23

[
P

27 28 29 30

A1
A2 —— <E ~16438.70—— — ————86.43———
AR ——<gE—-203 — ——U482———— — ———
B —— — —17.60
kM ——10.26— —
L -
2R
54
L L]
R

- —— = ————8.0———

~— 8.27—

—-—-19.76

——— — <E BG64<E T.45
——— — <F 1.4 — 44.26

11.88 —

73.21
— 183.81

36.18
13.78 —
— 57.60

—  4.58

285.91 —
92.16

58.87 <%

(]

A
w

1 O Y O Y B B

20.67
- < - =

I T B I
(I T T B I

N

—

FERELRP—"HERE <E"HETEER

Serial number is same as Table 1. In table, “—” is not detected, and “<ding” is lower than LOQ

3.1 RARBANMBRMERERTHREA N
T RAREMTRTERANBBRETR,
XBERAMENRERMEAR . RGEBRELHTHE
2 B IE R AT AL B R 0 w4 B G AL 2R
SRR AT KRBT , TN FT ¥ B R R 25 R
B 5 R, 30 T 7 B0 2 BR 2 R, IR B SR £ g BT i
B, RENALEIBRNERS BB EGEGPC)
REBEBRS FRRDMETHEH—FEELAR. &
SEAEREEH ARCRAIERZERESE
WAERGEBA, XD FRMAR. AR HRE. MR
) VEYR. R AW S Mt ok, R X F R
BAXEDN EHREEH. KETHERGRTHER
B EHTRMAN . TERKGFTRY . EE
ATEZHERER. ERABRESFTFER—
MEENSE. BLFR.GPCXAAHLBER.
ERNFEHRAY. SRIBLESEENRBRY
B &8 AR 2T 77 ik AT M E ,GC-MS RE A it

W ZRARKHNRARLNRE HEBRHG,
SR W AARTRANRERBEN, MANA
FEAERMIHEARESFHALS WREGC-MS
B8k R AR (SCAN) , B RBFE K,
TFRKAEFRRBSANMRHHNER  ALBF
AEEBTFHERCIMUMMNRGKERTFEH,
AT $2 7 R MBBE B T4 W R R AR B R B A H
RIER . RIBAFIE R TR BRI B AT EH™,
XA ER, ERAMEBEHRGMNREME.

3.2 AXBYARNBENRRERN BRESKR
B ARBRREATHANSBKE EHEAHE
H. ¥FERBBEHHERSTLHE T ETHRM
SE » 53— 77 T oA A% b AR AR 0 28 AT e
RZEAIREREN. BZREHEXTRE. MHER.
3.3 HERFEHRERATERE.HSE/L(MA
1/3 §93& ¥ #) 4 .CARB/NH, B K75 K 546, AL
e B, T E 56 72 B0 M A8 B e 0 1L )5 B0 B AR
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B ARSKEETH RERE, AR LSRR AR
R, EERERE FEARBFETMER SN
R, EmRGRY . MAGPC A EBBNEMBEL
CEE, CRAMERKXKED, H HE AR
B2 A HRTHFZANNRE, KREFEHR
B, mHBRMENE EEMNNERK RAK.
3.4 MBHENME.REE . 2K BELE, L
REMAZRGRBORGTBRHATE,

3.5 HHMRARBEEAEHAALL, WH
FEEYMTYAERUCRRATHRARMER R
RAHE FE. TR RELANRRITERBR
K AEE.GPC-GC-MS BGPC 4ift & 4 MGC-MS
ERMBENERKE  RROTHENEHL.EHR
.
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#, 2007, 31(2): 253-254.

[2] FWEwA=SR A% (S GB18862-2002; 278.

[3] KER, BBE. EAFSHERENERARPIROR
B (J) ¥Rt 2004, 13(4); 38-39.
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(6): 630-639.

[6] BEH, BE%E, WEX, 3. HMENTHARWNRAOSHER
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HATE-SRREEEZNEXFPFAR

B RHEA RFEREET
BRILREE“SHEGLIHTBIRHRE L, L8 SR 230009)

W EBN BUTHANECRBBHAGEENEAFRIRERNTE. Ak HELIANISE_FR
(OPA), % i Waters Symetry C s & (150 mm X 3. 9 mm), L4 0. 05 mol/L pH 7.0 §9 BB 2% sh i - Z & (70 : 30)
B shH, KB H & 0. 8 mL/min, ¥ F {337 nm, AN FHEAMTEO0.01~0.20 mg/mL 5HEHHREHEXRRLF, -
r=0.99, 4 M PR % 0. 01 mg/mL, ¥ EIKEN}93.9%,RSDH 2.1% (n=5), #i® EHERMEE CEER,

AATARTHERNTENE.
KW KF AR RN AT AL
hE 5 %8 .R282. 6 X KERINGG A

HEBMRBAMEBRBHEY KT Allium sativum
L. AHEREER ELRIS-HMAE-L-¥ K
B B T M (S-allyl-cysteine sulfoxide) , B4 i b8 .
e o 4 . 9 A AR 0 I AR G AR L R I 2
. E(FEHIOANER DEGESRAERE
BARMATE A TARKESHRERNTAES
FKEO xR AR B OB 5T HBTE K.

REMNEENE FEEERE MRRNE
TR EEE MBEOHR XENETRELEY—#
EGREHEARSHNE EH.AEN.FEY
SURHRMHPLC EEARR M AR EIH
PH7ER A TEFERM B KR 210 nm L, &
MERGRZAMBY RN TR, Arnaut EE9R [

WA E % :2008-01-15
XA BB+ — 1" & X #0% B (2006BAI06A14-5)
HEEN

B RO, B KEARA B AR T A AR &M TR #.
Fax:(0551)2901862 E-mail :yxccxy2176@yahoo. com

XA E 0253 -2670(2008)1Q-1572 -03

BHABKAMHPLC-MS)ME AR EEHAPHFE
M EZEBENERRTREAKNA AHRESEE
EHRT, RASE - H B OPAHRMHELNE
ARPHRFER,
1 U#ERG
1.1 X3 5K Ml: Waters 2487 % 4h & W 38,
Waters 515  ,Empower 4,3 T /¥ ,SH2501 @75
BHVER (L% M), Sigma 3k BALH(EH
Sigma), EHERGTEV(LEBAN 5, 42
—HTFRE(BEN.
HERMBAE(CISY),Fluka; % E BB
(52%), Bl s B H ik ¥ L M AL, Sigma; R T ER
B, Merck ; B¢ B — S S h g,

Tel:(0551)2901833-8216 13305607751
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6. ¥ 75t R s BRIEE T n RN 28 0B A 304 AL Ay FIGC-MS 4347 DT 8 3] - rh I e 25475 2007 (03)
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