GCMS

1.1

1.2

1996 4
TLC GCMS

30 mg/Kg GB/T18885-2009

GCMS-QP2010 Ultra

GCMS-QP2010 Ultra -

Rtx-5MS 30m x 0.32mm x 0.25um

270

60 (1min)8 /min 210 (12min)30 /min 300 (5min)

HPLC

GC

20 mg/Kg

52 cm/sec
lpl
250
- 290
SCAN SIM 1
123
Frg AR/ EAN ERE T (m/z) ST (m/z)
1 RGN 106 107,79
2 2,4- LR E/2,6- — LRI 121 120,106
3 2-FHA IR % 123 108,136
4 W SN 127 129,65
5 2-FHAR -5 FROL R i 122 137,94
6 4-S A0 R % 120 141,143
7 2,4- T HEFR 106 121,94
8 2,4- 5 SE R T g 122 138,95
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9 2,4,5- =S 123 197,124
10 2-ZR it 143 115,116
11 S-fif - 408 P AR g 152 106,77
12 VR E 815 S 169 168,141
13 4,4 T K 200 171,108
14 A fiz 184 192,91
15 4.4 FIE T 198 106,182
16 AR TR 2R 106 225,134
17 3,3-FIE4, 4 F IR 226 225,120
18 3,3 HREIR I 212 106,196
19 4.4 R T OERR R 216 184,80
20 3,3 AR 252 254,126
21 4 4R P W) 231 266,268
2 3,3 AR RIS 244 201,229
2
1.0g G788 it ¥
A 16 mL 70°CHrEs RS 2k 48 it
70°C AL 30min
A 3 mL i — WP AR al
70°C AR 30min
AR
ek I e
80 mL | AL H ALEEDL N
4, ESE 1mL
GCMS il 5E
3
3.1 23
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5.0 10.0 mg/L SIM

2,4- —REFR/2,6- —REXRE 2-FREHERRE

U g 8
60000007
50000007
40000007
30000007
2000000
10000007
X 25 5.0 75 W
R=0.9994025
= o
POEF:N
B
40000007
30000007
2000000
1000000
‘0o 25 5.0 7.5 i I
R=0.9984993
— e
2,4-—FERK
[
3000000
2000000
1000000
[ T T T T
0.0 2.5 5.0 7.5 w
R=0.9996226
2-FA%
U i 8
7500000
50000007
25000007
0.0 2's 5.0 75 i

R=0.9993828

o

#
7500000
5000000

2500000

(X 25 5.0 75 W

R=0.999925
2R -5 - FRERAR

i

i
4000000
30000007
20000007

1000000

4 T T T
0.0 2.5 5.0 7.5 W

R=0.9987159
2,4-—FEEX T

e T
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2000000

1500000

1000000

500000

[
0.0 25 50 7.5 " I

R=0.9993563
5-hgE SRR

[t}
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1000000

5000007

T T T A
0.0 2.5 5.0 7.5 W

R=0.9997289
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e i 8
25000007
20000007
15000007
10000007
5000007
%lo 25 5.0 75 W
R=0.9994025
— A e nea
4-SRRERERRE
B
30000007
20000007
10000007
00 25 5.0 7.5 ® I
R=0.9996932
[N
2,4 5-=F Kk
T Bl
1500000
10000007}
5000007
00 25 5.0 75 w0
R=0.9988838
4-FHEKE
e i AL
6000000
50000007
40000007
30000007
20000007
10000007
0.0 2's 500 7’5 WY

R=0.9992444



4,4'- Z S B TR

e i F1
3000000
20000007
1000000
0’0 2's 570 7's W T
R=0.9994344
A= Ensy
PEEBEFE
U i &1
40000007
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20000009
10000003
o 25 B 7's W
R=0.9999815

4.4'- Z 5 B T R

3.3

BXARE
e Bl
0.0 2's 50 7's g
R=0.9993437

33-THE-4, 4-THETERL

i 24
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15000003

10000003
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[ T T
0.0 2.5 5.0 7.5 W

R=0.9994839
3,3' - = SUBCERE

[

qF

44 -—FHEZKH

Tt

25000009

20000003

1500000

1000000

5000007

[

5000000

2500000

R=0.9996837
3,3'- = FERIRRE

e T B

T T T
0.0 2.5 5.0 7.5 W

R=0.9998791
4,4' - RFAE - —(2- SR

/0 25 B 7's Wi o 2's B 7’5 Wi 0’0 2's 570 7's T
R=0.9991034 R=0.9994152 R=0.999027
3,3 - RS AR
R=0.9999638
2 23
1.0 mg/L 2
23 n=6
AW A FR 1 2 3 4 5 6 RSD(%)

A0 F R N 624598 | 631209 | 623098 | 612897 | 634097 | 610239 1.54
2,4- PP RE A /2,6- LI 740985 | 723478 | 735690 | 744302 | 731346 | 723098 1.10
2- A R 287098 | 270234 | 267908 | 274139 | 274639 | 281034 2.35
X R 440987 | 439834 | 450231 | 439870 | 456023 | 442301 1.29
2- AR5 F R R i 376854 | 383583 | 381203 | 378930 | 390012 | 381314 1.09
4- G AR TR 330231 | 344025 | 340129 | 351943 | 330567 | 340981 2.56
2,4- TR HOR 388734 | 379324 | 393672 | 394109 | 376823 | 388214 1.50
2,4- B SR K 260341 | 266890 | 277398 | 286316 | 273189 | 284311 3.48
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2,4,5- = 5UR 170456 | 177934 | 183214 | 169457 | 179305 | 184369 3.23
27 765439 | 759032 | 742148 | 750312 | 755903 | 761209 1.42
5~ -8 R i 170934 | 183029 | 183450 | 177341 | 189020 | 188570 3.16
4 HEIB R 644092 | 635760 | 650112 | 662419 | 645903 | 660011 1.43
44 - e TRk 355069 | 360234 | 348921 | 356246 | 359217 | 362148 1.32
1B N 690124 | 687746 | 679217 | 691022 | 671862 | 681001 1.09
A4 R 281203 | 293741 | 281937 | 273692 | 281093 | 292213 2.65
PHEAEMBE TR 440982 | 453346 | 460213 | 459267 | 450210 | 449683 1.59
3,3- IS4, 4- IR R RS | 279864 | 285012 | 291055 | 286721 | 272018 | 281346 2.34
3,3 RO 692235 | 686745 | 681029 | 701349 | 710206 | 689231 1.53
44T TR 320086 | 310691 | 322306 | 331124 | 319843 | 320981 2.03
3,3- IR 350982 | 342097 | 344965 | 35599 361267 | 356022 3.65
4,4 Y- -(2- S ) 170320 | 182045 | 174691 | 186851 | 189932 | 176503 435
3,3 AR 331023 | 320987 | 318764 | 321097 | 332345 | 329763 1.82
323 n=6

e EYAFR 1 2 3 4 5 6 RSD(%)
P N 5.393 54303 | 5.3299 5.404 5.401 5.400 0.07
2, 4~ IR /2, 6- IR 6.947 6.953 6.951 6.949 6.956 6.949 0.05
PRLIE=R P N 73 7.132 7.138 7.136 7.134 7.142 7.132 0.05
X G A M 7.583 7.587 7.586 7.584 7.592 7.582 0.05
2—- AR 25— R DR i 8.826 8.830 8.826 8.826 8.831 8.824 0.03
4-SA0 W 2R i 9.241 9.245 9.240 9.241 9.245 9.240 0.03
2, 4- R 10639 | 10.647 | 10.642 | 10.645 | 10.643 | 10.641 | 0.03
2, 4= IR I 12067 | 12077 | 12.075 | 12.072 | 12.071 | 12.070 | 0.03
2, 4, 5~ =R 13.082 | 13.085 | 13.082 | 13.085 | 13.080 | 13.080 | 0.02
2-%5 13209 | 13216 | 13215 | 13214 | 13212 | 13211 0.02
At b — 2 R i 13.968 | 13.978 | 13.975 | 13.972 | 13.973 | 13.971 0.02
4= BRI 16.035 | 16.044 | 16.041 16.041 16.038 | 16.040 | 0.02
4, 4" = T B TR 20.533 | 20.539 | 20.534 | 20.534 | 20.536 | 20532 | 0.01
I N1 20.635 | 20.648 | 20.646 | 20.643 | 20.639 | 20.638 | 0.02
4, 4 - B TR 20.774 | 20.781 20.776 | 20.778 | 20.774 | 20.775 0.01
PREMME TR 23.100 | 23.109 | 23.104 | 23.100 | 23.099 | 23.097 0.02
3,8 -~ IS4, 4 - TRJE TR | 23773 | 23.784 | 23783 | 23.789 | 23.779 | 23.775 | 0.03
3 - RIS 24223 | 24240 | 24232 | 24234 | 24229 | 24224 | 0.03
4, 4" - B TR 25428 | 25436 | 25440 | 25437 | 25431 | 25430 | 0.02
3,3 - R 28201 | 28235 | 28214 | 28220 | 28218 | 28212 | 0.04
4, 4" =R B (2- 5K ) 28464 | 28488 | 28486 | 28484 | 28467 | 28467 | 0.04
3 - AR R 29.038 | 29.069 | 29.049 | 29.052 | 29.055 | 29.049 0.03
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23 10 23 4

4 23
G4 Fx R (mg/kg) EEIR (mgkg)
RILIE N 13 0.002 0.007
2,4- T HURL R /2,6 — WK 0.001 0.004
2- AR N 0.003 0.01
RN 0.003 0.01
2- AR -5 FR R R % 0.003 0.01
4- AR TR 0.003 0.01
24-"HEBEFIR 0.003 0.01
2,4- R SR TR 0.003 0.01
2,4,5- AR 0.005 0.02
2- 5% 0.002 0.007
5~ -2 R ke 0.005 0.02
4-5 IR 0.001 0.004
4.4 o8 e TR 0.005 0.02
IR N 0.002 0.007
44T HE T IRE 0.003 0.01
AP AR A TR 0.003 0.01
3,3 H 44 TR TORR R 0.005 0.02
3,3 IR R i 0.003 0.01
44 T B T IR K 0.006 0.02
3,3 IR 0.006 0.02
4,40 YR LS -(2- AN 0.008 0.03
3,3'- T AR R N 0.006 0.02
109 1.0 mg/L
5 62 ~92
5
WA AR 1 2 3 SRR (%)
A0 F R i 88.3 92.1 89.7 90.0
2,4- LR E/2,6- — LK% 88.4 84.7 86.1 86.4
PRULEZR N1/ 77.7 79.2 75.4 77.4
PIAE N 17 91.4 89.5 93.7 91.5
2- HI AR -5 F R % 77.9 80.1 76.5 78.2
4- S4B 2R 76.1 77.5 78.4 77.3
24- T BEHER 62.2 64.9 61.6 62.9
2,4- " FE R TRE 61.8 63.3 64.5 63.2
2,4,5- =R 91.6 934 89.0 91.3
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3.6

2-Z3 M 88.9 92.4 93.9 91.7
A IEI 81.5 80.7 83.6 81.9
44 TR Rk 71.7 73.2 69.0 71.3
7PN 84.3 81.9 82.8 83.0
A4 86.4 83.9 85.1 85.1
3,344 R R 71.8 75.4 72.7 73.3
3,3 LI 90.2 93.4 88.7 90.8
4.4 IR R 80.6 77.8 76.9 78.4
3,3 U 85.8 83.2 88.1 85.7
44U PR LA -(2- S ) 88.9 86.2 84.6 86.6
3,3 AR LR 90.8 86.4 85.7 87.6
1uL TIC
1 25§T}g 00'(IE’I]C TIC TIC TIC TIC
1.00-f
0.75]
0. 50—3
0.255 w
‘ ‘7.‘5‘ o ‘10'.0‘ Y ‘12'.5‘ Y ‘15'.0‘ Y ‘17'.5‘ Y ‘20'.0‘ Y ‘22'.5‘ Y ‘25'.(;‘ T"WT’;' 5' ‘ ‘BOTAOV
B3 &R mREmTICHE
6
&4 Fx LREGINA] (min) EEE (m/z) | & (mg/Kg)
A8 F A 5.393 106 ARAH
2,4- LA 2,6-— LA 6.947 121 RAGH
2-FRA LR 7.132 123 ARAH
PN 7.583 127 At
2- F AR -5 - L g 8.826 122 At
4-Z A0 PR 9.241 120 At
2,4- L 10.639 106 PN oA
2,4- B LRk 12.067 122 PN oA
2,4,5- = KM 13.082 123 PN oA
-3l 13.209 143 6.13
S- -4 R 13.968 152 RAG H
4R IR H 16.035 169 At
4.4 TR FE TR 20.533 200 A
A i 20.635 184 A
44T TR 20.774 198 A
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3.7

A8 B A S 23.100 106 Ao
334, 4T IR 23.773 226 AAG
3,3 = LR R 24.223 212 A
4.4 B TR 25.428 216 A
3,3 AU 28.201 252 At H
44" IR PRS- (2- G ) 28.464 231 ARt
3,3 AL 29.038 244 ARA

GCMS-QP2010 Ultra
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