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GC-MS/MS EMFE ZIEF

ZREGIKHE

\ SSL-CA09-527

\x

GCMSMS-002

BE: 27 SHEe % - RERIE GC-MS/MS )ERHSNZ TR F 50 SRR KB 775 XA Z BIRBUG,
BILDE, B SPERSEL GRE, WHKELE AN, RAGC-MS/MS W LR AKBHTEM S TEDT. ERF B
7 1~100 pg/L ASEREIR, SRAMNEXRERE r 197 0.999 M Eo X 1.0 pg/L WERERESIFERRETEEMHLE,
HigmRENIRERZE (RSD% ) £ 7.0% (n=6) X To 7 1.0 pg/kg F15.0 ng/kg BMNFRRET, ZER AR
EIRZETE 60.0~120.0% zZ 8], TTEHEBERNITRAZEITHER.

X527 GC-MSMS RZAFKE # X

RAKBSREBMARZELIRMNEE, BXT
2006 FEIRHEEIIRFE, HETHEMAR W LEAHE
BRTHNRSEREBRE I TRERER ST RN HAMAR
BRIV ERVSE “—#4RE" , B 10 pgkeg, BHE
F 2008 FESLHERGHILES T 396/2005 354, Gi— T B HE
ERRERNENRARSHREE, FRE 0.01 mgkg
HEEEERENRANBRIARE,

BRTATRAKRBOTNEER AR D EMNRITSIE
BEREEAN, ITERER, flaE. ExXE,
BRI ZBERTIRA, EFEME, &
BAERKNAHEM . AR AZEHE LA GCMS-
TQ8030 == MARFT S BBt A1 / & RN ( MRM )
BN ERFEZPH S0 ZFRAKE, Wk
MBOERT®, RERBUE, THEHR, TERFHL
HEBRENEX,

W SRS

1 {4=%
=FMRATF B AN GCMS-TQ8030
1.1 5t
GC %14
Bi%4E . Rxi-5 Sil ms (30m x 0.25mm x 0.25um)
HHEORE: 250C
HORTEF: 50°C ( Imin ) —(25°C /min)-150°C —

(10°C /min)-300°C (15 min)

1B EFTT: 47.6 cm/sec

TR AR AoREE: Imin
S E#HFE: 250kpa ( 1min )

MS 14

BREE 230C

MEER MRM (1% 1)

BEOURE 250°C

SMBFEE . FHIEEBE +0.4kv
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&1 RABENRE R E RMRMZE

ID  Compound Name X ZFR {REE B ] EEBT CE EMBF CE
1 Methamidophos FR Bk 5.913 141.00>95.00 8 141.00>126.00 4
2 Dichlorvos WEE 6.033 185.00>93.00 14 185.00>109.00 14
3 Trichlorfon HER 6.033 185.00>93.00 14 185.00>109.00 14
4 Omethoate SRR 9.686 156.00>110.00 8 156.00>141.00 4
5 Ethoprophos Rk 10.168 158.00>97.00 15 158.00>114.00 5
6 Sulfotep TR IRRE 10.559 322.00>294.00 4 322.00>202.00 10
7 Monocrotophos AR 10.635 127.00>109.00 12 127.00>95.00 16
8 Phorate FA R 10.799 260.00>75.00 8 260.00>231.00 4
9 alpha-HCH 0-7N 7NN 10.916 219.00>183.00 8 219.00>145.00 18
10 Dimethoate KRR 11.157 125.00>79.00 8 125.00>47.00 14
11 beta-HCH B-7N7NIN 11.447 219.00>183.00 8 219.00>147.00 20
12 Quintozene hSEHEEE 11.502 295.00>237.00 16 295.00>265.00 12
13 gamma-HCH N STAVAVAY 11.598 219.00>183.00 8 219.00>147.00 20
14 Terbufos YT R 11.672 231.00>129.00 26 231.00>175.00 14
15 Fonofos b o R 11.761 246.00>109.00 18 246.00>137.00 6
16 Diazinon TR 11.797 304.00>179.00 10 304.00>162.00 8
17 Phosphamidon-1 WEpE-1 11.814 264.00>127.00 14 264.00>193.00 8
18 Pyrimethanil % B 11.908 198.00>183.00 14 198.00>158.00 18
19 delta-HCH S AVAWAN 12.171 219.00>183.00 10 219.00>145.00 22

20  Phosphamidon-2 Wz -2 12.572 264.00>127.00 14 264.00>193.00 8
21 Vinclozolin ZIGEZF 12.828 285.00>212.00 12 285.00>178.00 14
22 Parathion-methyl — FRENHREE 12.869 263.00>109.00 14 263.00>136.00 8
23 Fenitrothion ko 13.365 277.00>260.00 6 277.00>109.00 14
24 Malathion IR VR 13.535 173.00>127.00 6 173.00>99.00 14
25 Chlorpyrifos =210 13.683 314.00>258.00 14 314.00>286.00 8
26 Parathion X B 13.828 291.00>109.00 14 291.00>137.00 6
27 Triadimefon = R 13.895 208.00>181.00 10 208.00>127.00 14
28 Isocarbophos IKBEFR R 13.909 289.00>136.00 14 289.00>113.00 6
29 dicofol = SRR 13.988 251.00>216.00 8 251.00>139.00 16
30 Isofenphosmethyl — FRELFHEHE 14.217 241.00>199.00 8 241.00>121.00 22
31 Fipronil BHE 14.414 367.00>213.00 30 367.00>255.00 22
32 Phosfolan TRERTE 14.524 196.00>140.00 12 196.00>168.00 6
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AN

34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64
65
66
67
68
69
70
71

Heptachlor-endo-ep

oxide
Phenthoate
Quinalphos
Procymidone
Methidathion
a-Endosulfan
Profenofos
p,p'-DDE
p.p'-DDD
0,p'-DDT
Triazophos
p.,p-DDT
Iprodione
Phosmet
Bifenthrin
Fenpropathrin
Cyhalothrin-1
Permethrin-1
Permethrin-2
coumaphos
Pyridaben
Cyfluthrin-1
Cyfluthrin-2
Cyfluthrin-3
Cyfluthrin-4
Cypermethrin-1
Cypermethrin-2
Flucythrinate-1
Cypermethrin-3
Cypermethrin-4
Flucythrinate-2
Fenvalerate-1
Fluvalinate-1
Fluvalinate-2

Fenvalerate-2

Difenoconazole-1

Difenoconazole-2

Deltamethrin-1

Deltamethrin-2

HELtSR

S
I B
JBEF|
RFME
a-Ti
PR
p-p-DDE
p,p'-DDD
0,p'-DDT
=Rk
p.p-DDT
FER
TV BR A B
BX K 55
RE %
SEEH6 -1
S505-1
K02
IR
A 8% .
e BElE- 1
ek i)
B EHlE-3
AR FlE-4
SEHE-1
FEHE-2
BE K1
KB HE3
SEH R
BEHE-2
X% -1
BARE B -1
BARER S B2
FULEEE -2
P SN
BRI 2
TRE S -1
IREHEE-2

14.536

14.62
14.643
14.714
14.915
15.249
15.549
15.643
16.436
16.491
16.685
17.146
17.853
17.989
18.007
18.192
18.982

19.8
19.929
19.929
19.969
20.331
20.428
20.488
20.529
20.655
20.756
20.815
20.813
20.854
21.007
21.546

21.66
21.724
21.755
22.02
22.089
22.126
22.345

353.00>289.00

274.00>125.00
157.00>129.00
283.00>96.00
145.00>85.00
195.00>160.00
337.00>267.00
246.00>176.00
235.00>165.00
235.00>165.00
257.00>162.00
235.00>165.00
314.00>245.00
160.00>133.00
181.00>166.00
265.00>210.00
197.00>161.00
183.00>168.00
183.00>168.00
362.00>109.00
147.00>117.00
226.00>206.00
226.00>206.00
226.00>206.00
226.00>206.00
163.00>127.00
163.00>127.00
199.00>157.00
163.00>127.00
163.00>127.00
199.00>157.00
419.00>225.00
250.00>200.00
250.00>200.00
419.00>225.00
323.00>265.00
323.00>265.00
253.00>172.00
253.00>172.00

20
20

14
14

4

353.00>253.00

274.00>246.00
157.00>93.00
283.00>255.00
145.00>58.00
195.00>125.00
337.00>309.00
246.00>211.00
235.00>199.00
235.00>199.00
257.00>134.00
235.00>199.00
314.00>56.00
160.00>77.00
181.00>153.00
265.00>172.00
197.00>141.00
183.00>165.00
183.00>165.00
362.00>226.00
147.00>132.00
226.00>199.00
226.00>199.00
226.00>199.00
226.00>199.00
181.00>152.00
181.00>152.00
199.00>107.00
181.00>152.00
181.00>152.00
199.00>107.00
419.00>167.00
250.00>55.00
250.00>55.00
419.00>167.00
323.00>202.00
323.00>202.00
253.00>93.00
253.00>93.00

26

10
12
14
25

22
14
16
22
14
22
24

14
12
12
14
12
14

22
22
22
22
22
22
12
18
20
12
28
28
20
20
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1.2 # bl &

PREX 20g i

A 4

HFEREL 1 min

AN 5gNaCl
Y

HFEIEE 1 min

A\ 4
FBEL 20 mL E35%

A 4

AN 40 mL Z 5128

5000r/min /(> 10 min

10 mLZBE5E4L C18 #

C18 SPE #/%1k, 15 mL Z &3 hA

ek EERET

A 4

10 mLEEZR+Z B ( 143 ) JEL

GCBH1 NH2 #5454k, 25 mLEEE+Z 5 ( 143 ) SR,

W ERPTR R

\ 4

EERERT, ECkERMX

v
IIANAR, ECRER

A\ 4
GC-MS/MS 44

1 HEETAIERER
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HRiE
2.1 PR A MRM

(x1,000,000)

1.5i
10
0.5-
5.‘0‘ o ‘7.‘5‘ o ‘10‘.0‘ o ‘12‘.5‘ o ‘15‘.0‘ o ‘17‘.5‘ o ‘20‘.0‘ o ‘22‘.5
&2 20 P«g/L/ttl:l*TIrE,]MRM.
22 iR S R

XA ERRAREAZTEER, FAETERHERLE, XAERAR, DABEEKREN 1.5
20, 50, 100 pg/L E’]/tm&f’]ﬁ\/ﬁ/ﬁﬂﬁz DAMARIR ( REATHELHEARER 28 pg/L ) , MRAED SHR
WRE LR AR, RECEANLER, SRIFVERZLINE 3 Fir, EXRBRIGHR (RIE 1 pg/L RERA
PR R 3 ﬁ:fﬂﬁkttﬁ%ﬁ E'K'J ) W& 2.

Area Ratio Area Ratio Area Ratio
| 40+
50 ] ]
30—: 30—:
25 20 20
10 10
0 ———r 0 0
Conc. Ratio Conc. Ratio Conc. Ratio
FR B W R HEXR
Area Ratio Area Ratio Area Ratio
500 ] 30
250
0 S e — e —
Conc. Ratio Conc. Ratio Conc. Ratio
SRR R TR
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Area Ratio

04—

T
Conc. Ratio

A

Area Ratio

0 T T T T I T T T T . I
Conc. Ratio

KR

Area Ratio

e
Conc. Ratio

. SHpER N Yy
Y -/N/N/N

Area Ratio
40
30—:
20
10
0 T T T T I T T T T
Conc. Ratio
“®RR

Area Ratio

0-F————

T
Conc. Ratio

R

Area Ratio

30

20}
10
0
SVAVAWA
Area Ratio
50
254
e
Conc. Ratio
Tk
Area Ratio
5.0
2.5+
00 T T T T I T T T T I
Conc. Ratio
{303

Area Ratio

0

6I o IConc.Ratio

. SIS S
O -/N/N/N

Area Ratio
20
154
10
5
0 T T T T I T T T T I
Conc. Ratio
hRHEER
Area Ratio
50}
25
I ——
Conc. Ratio
b R AR B
Area Ratio
50
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Area Ratio

Conc. Rat1o

N

[ S S Y
O -7N7N7N

Area Ratio

0

Conc. Rat1o

RISFR R
Area Ratio

0

Conc. Rat1o
PURTRi:
Area Ratio

20

15

10—:

5

04—
Conc. Ratlo

= SRR

Area Ratio
20-]
104
I ——
Conc. Rat1o
ZIEE LA
Area Ratio
754
50}
25
I ——
Conc. Rat1o
TR ik
Area Ratio
25
A ——
Conc. Rat1o
= M ER
Area Ratio

I ——
Conc. Ratlo

R R ik

Area Ratio

I —

Conc. Rat1o

FRE X AR

Area Ratio

e e e I
Conc. Rat1o
Hit
Area Ratio
20
10
-
Conc. Rat1o
TKBERR B
Area Ratio
75
50
25
0-
Conc. Ratlo
mHE
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Area Ratio

04—
Conc. Ratlo

FE K
Area Ratio

0

Conc. Ratlo
RE %

Area Ratio

0
Conc. Ratlo
LR
Area Ratio
154
10
5
A ——
Conc. Ratlo
SR HE

Area Ratio

0=
Conc. Ratlo
I35
Area Ratio
30
20
10
0=
Conc. Ratlo
SEE B
Area Ratio
200
100
O
6 Conc. Ratlo
K 55 %
Area Ratio
755
50—:
25
0
Conc. Ratlo
A

Area Ratio
400
300
200
100
04—
Conc. Ratlo
B %R
Area Ratio
20
10
-
Conc. Ratlo
)
Area Ratio
10.0
7.5—:
5.0
2.5—:
0.0 =+
Conc. Ratlo
ek
Area Ratio
20
10
0
Conc. Ratlo
X%
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Area Ratio Area Ratio Area Ratio

30 20
20 ]
] 104

A —— N — 0.0y
Conc. Ratlo Conc. Ratlo Conc. Ratlo

FIEE K FEE TR RE RS
3 BERAEDHIRER L

R2 BRAED LM RENE R

No. HEMEBFR HHXFEEH LHR(pg/L) No. hEWRIR HXFREE KLHR (pg/L)
1 R BBk 0.9998 0.92 30 BB 0.9999 0.01
2 B E 0.9999 0.02 31 TR 0.9996 0.34
3 HWEHR 0.9998 0.02 32 FEEH 0.9998 0.06
4 FHER 09999 0.06 33 I F gk 0.9998 0.52
5 P 0.9998 0.23 34 JBEF 0.9997 0.06
6 TR 0.9999 0.01 35 E N 0.9993 0.11
7 ARk 0.9998 0.40 36 5o 0.9999 0.17
8 FARERE 0.9998 0.01 37 IR 0.9997 0.01
9  aNAN 0.9999 0.04 38  p,p-DDE  0.9996 0.03
10 RE 0.9994 0.86 39  p,p-DDD  0.9996 0.02
11 B7x7578 0.9996 0.05 40  o,p-DDT  0.9992 0.05
12 ASEEEX 09999 0.01 41 =Rk 0.9998 0.16
13 y-AAN 0999 0.04 42 pp-DDT  0.9999 0.03
14 BT 0.9999 0.14 43 SER 0.9992 0.10
15  HbRER®E 0.9999 0.05 44 IEERREE 09997 0.26
16 TIERR 0.9998 0.01 45  BXERFEE  0.9999 0.05
17 W 0.9999 0.04 46  HEHE 09999 0.16
18 BB 0.9999 0.60 47 SEEFHE 09999 0.35
19 &7"7A7x 0.9938 0.03 48 S5 0.9999 0.50
20 Z&EEF 0.9998 0.03 49 e S 0.9997 0.35
21 EENTHBE 09999 0.14 50  WAEER 0.9996 0.16
22 RIEFEBE 09999 0.08 51 HEFEE  0.9998 0.86
23 Sim#E 0.9997 0.13 52 SEEHBHE 09998 0.71
24 =14 0.9998 0.01 53 ®EHBE  0.9999 0.47
25 XIEREE 0.9998 0.28 54 HBUKHBEE  0.9999 0.30
26 = 0.9998 0.61 55 HERFEHBE  0.9998 0.26
27 JKERERBE  0.9996 0.22 56 ZAEARRINE 0.9999 0.20
28 Z=SREBEE  0.9999 0.04 57  REHBEE  0.9999 0.59
29 HERmBE  0.9998 0.23
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23 EEMNR
BEZEERRSN | ng/L RETRESRKR, EEH#F 6 R, EEMHERIRK 3,
R3 EEREEMS
=y ER1 EFR2 EFR3 E R4 EFR5 ®i6  RSD%
1 FR Bk 50886 59804 55334 59410 59380 60465 6.49
2 R 16036 16243 16667 16891 16704 16520 1.92
3 HESR 16154 16404 16430 16282 16565 16620 1.06
4 SRR 145660 144810 148321 148127 145264 140748 1.89
5 KLk 64505 68674 72262 69572 67252 68677 3.74
6 SRR 9989 9910 9320 9894 9618 10136 3.00
7 A3 21236 22187 20635 22020 22165 20709 3.37
8 FREEE 9341 9104 9104 9431 9400 9288 1.55
9 07N 787N 20653 22088 21246 22206 22752 23243 432
10 S AVAVAN 14866 14852 15339 15408 14112 13026 6.16
11 ESEHEEX 6543 6247 7010 6658 6139 6439 4.79
12 ETAVAWAN 5689 5472 6447 5994 5918 5456 6.43
13 LR 23264 21408 22937 21857 24902 24683 6.16
14 Hh oh R 25679 25809 24818 24796 25206 26828 3.00
15 TEER 12515 12468 11935 11381 12827 12431 422
16 Rk 8396.00  8451.00 8016.00 859000  8417.00 8613.00  2.33
17 % Z B 37853 35724 34335 36705 34943 34919 3.69
18 S AVAVAN 8780 8966 8534 8788 8882 8660 1.76
19 Z&EEEF 8559 8352 8963 8802 9255 8762 3.57
20 FREXNER®E 21022 20549 20047 21139 21591 20631 2.58
21 RIS TR 22829 22575 22686 22069 22727 22423 1.22
22 R 45792 46059 49107 44363 44830 45576 3.63
23 =314 ] 21425 21182 21017 21684 22171 21943 2.06
24 {ETRRE 21225 23327 21986 21466 22927 23867 4.75
25 S FR Tk 35346 35474 35918 33655 35290 34814 2.23
26 = MR 26622 26443 28230 26953 24891 28435 4.83
27 IK BB 8583 8963 8416 7847 8010 8899 5.40
28 Z=SURWER 8897 8442 7488 8434 7785 7935 6.34
29  HER®BE 20359 22581 20837 23289 21747 20860 5.28
30 A 29070 28127 30325 29641 28667 29262 2.62
31 TR 13239 13386 12884 12566 12369 13289 3.23
32 FEERK 20473 21024 21484 20817 19940 20775 251
33 I Tk 14511 14096 14856 14000 14224 13736 278
34 BEF 27079 27194 28285 28078 28503 28410 225
35 REMEE 55049 55959 57123 53944 58631 56520 2.91
36 T 57280  5636.0 5731 5883 5789 5838 1.40
37 IR 16294 16097 16131 16447 16442 16488 1.04
38 p.p-DDE 36435 37372 38907 38323 39886 38257 3.13
39 p.p-DDD 73928 72803 75345 77548 74924 76887 2.36
40 0,p'-DDT 49670 54561 51548 50595 50812 49340 3.68

10
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41 =M 19132 18459 17557 18979 20229 18982 4.63
42 p.p'-DDT 51237 48250 49238 50764 48369 48302 2.69
43 =) 184242 184601 184942 184627 186831 187606 0.75

44 T AR % 30849 30739 29168 30273 30592 28913 2.79
45 BX K 505 178626 174725 176445 169014 172934 172781 1.91
46 RE % 14279 14422 15082 14986 14382 14605 2.29
47  SEEHE 15005 14816 15194 15861 14656 14962 2.80
48 ) 42308.0  43015.0  42327.0 407970  42382.0 413750  1.70

49 e 15241 15732 16139 15549 15703 15095 241
50 A 4% % 284522 287468 293466 290853 303958 293012 2.29

51 HESREFHE 259320 255040 25246 25202 26576 25255 1.93
52 SE%HE 40297.0  39349.0 37882.0 402100  39997.0  39278.0  2.08
53 BB B 86237.0  91747.0 94501 87275 91195 89674 3.08
54 BFULEEE 9802 9718 9759 9916 9483 9576 1.61
55  BAREHES 412430  42079.0 41508 40710 43916 42072 2.41
56 FAEFFRIRME 61048 62647 58346 60725 60556 61327 2.10
57 REH R 8361 7494 7616 7723 8314 8204 4.40

2.4 EHENIE
7RI R R AR R PARINRARAR, FIREN 1 pgke & 5 ngkg, FITRE 34, P RAINARE R
BRI 4

R4 DAREIER

INFREL ng/kg INFRES pg/kg
B/s L EYBR 2 3 = 3
1 FR L sk 90.5 64.9 90.8 71.8
2 W R 92.2 68.8 92.1 77.7
3 HESR 92.1 69.1 92.6 77.6
4 FURR 57.9 77.7 58.5 77.6
5 K W 97.5 95.4 114.9 109.5
6 SIS 116.3 110.8 115.8 119.7
7 AR 83.2 89.4 75.5 107.0
8 FRREE 86.6 92.4 99.2 91.1
9 VS AVAVAN 106.0 95.8 100.2 86.1
10 B-7NNIN 92.9 99.2 98.1 91.1
11 hREER 92.4 94.7 101.0 92.3
12 N AVAVA 99.6 91.8 94.0 86.7
13 YT 123.2 114.8 94.2 117.4
14 b AR Bk 120.7 110.6 89.0 120.5
15 “HBR 91.2 93.3 100.0 92.9
16 B 95.53 109.5 116.02 117.27
17 B 109.4 107.9 104.2 103.9
18 S AVAVAN 97.4 82.2 95.2 77.3
19 ZIGE L 86.2 91.6 98.6 89.7

11
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20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57

BB R ik
RIS
DR
Fg
fEHR
PORTR:
= R
IK B wR Bk
= SR
RE R
A
TEIN
FRER
T ok
[EEF
RIMEE
Wt
PR
p.p'-DDE
p,p'-DDD
0,p'-DDT
=R
p,p-DDT
FER
TV AR A %
R %FE
FRE %
ek k
%0
1SR
A8 R
ek e
SEHE
BEEE
FUXEEE
REESE
FERFAIRE
SREHER

85.5

89.6

122.2
914

91.8

105.8
105.4
92.8

105.5
109.3
90.5

105.5
114.7
113.7
104.9
111.8
121.5
84.0

123.3
127.4
105.2
100.6
82.2

91.6

60.9

101.3
101.2
104.7
124.8
112.2
113.6
116.1
115.8
113.1
108.6
105.5
110.5
112.4

99.5
97.2
108.9
135.6
98.4
117.7
101.7
90.2
96.1
110.2
83.1
108.3
114.1
108.9
106.2
111.4
107.9
84.7
105.6
122.4
736
112.6
800
64.1
90.9
106.7
111.2
76.1
108.8
116.5
103.7
103.9
119.9
109.4
108.0
90.0
81.2
914

100.6
104.7
110.5
96.3
104.5
114.9
1083
100.9
106.6
110.7
96.4
1020
101.3
105.3
105.0
102.6
10481
93.1
100.3
107.7
83.3
110.7
79.3
76.6
58.7
112.6
94.9
106.2
103.06
933
110.4
113.89
116.60
117.58
117.37
120.33
78.90
97.52

95.2
95.4
98.3
89.5
94.4
100.9
113.4
92.0
92.9
98.9
85.5
119.4
121.8
123.8
94.5
115.2
116.88
84.0
118.0
132.5
69.3
103.0
54.0
93.9
82.0
98.5
96.2
79.1
103.84
129.1
110.0
95.85
99.07
102.08
100.90
91.44
83.04
83.31

12
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N &g

FAB RN =ZENRITFSFE AN GCMS-TQ8030 W FAERKH 50 ZMRAKRBHTNE, BEEREYE
M (MRM ) R, THERERERTE, BOEMY, #—PRIEEEAERE. KTEAREES, & 1 neke
5 pg/kg BOIFRIRET, KEDRGHEIRZEL 60.0~120.0% Z 8, RS HE S I REBFEATEMAIER,

() B LR AR AL ZHHL

LEHEESAKESTOS LITEH KiEHEIE: 021-22013542 http://www.shimadzu.com.cn
13



