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(0DS ) Inert Sep
cC18 1 /6mL GL ()

(MCX ) OASIS MCX

150 mg/6 mL aters
(PBA ) Bond Elut

PBA 500 mg/6 mL  Agilent Technologies

LC-MS/MS LC
MS AB

LC20A
5500Q

<LC >
Triart Diol-HILIC plus
2.1 150 3um YMC
40 10 pL
A 0.1vol
B 0.1lvol
05 (A B 9 10)-5 25
10 90)-25 30 (A B 10 90)
0.2 mL/min.
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0.5vol 5 mL

4
MCX
0.5vol
PBA
cis-
cis-
PBA
PBA
2
25 - 1 19
10mL 0.5vol
10mL
LC-MS/MS
4_LC-MS/MS
1)MS
ESI(+)
[M+HT"
ESI(+)
0DS 0.1vol
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(244.21) (225.21) (531.89)
NH>
(179.30) (312.41) (240.30)
(151.25) (328.41) (346.34)
HO OH 0
l:O}:é/\OJ/w\OH
(332.31) ;ﬁLH@WNm




pH

Q)
pH
(1:4) 9.5 47.0 72.5 83.6 59.9 62.2 63.5 34.9 55.9 53.9 35.1
(1:4) 6.5 37.0 30.1 21.3 96.4 67.7 78.2 81.4 23.3 3.3 -
(1:4) 2.6 39.5 35.9 54.1 52.2 44.5 35.3 44.9 43.7 38.0 45.7
) 0.0 105.0 88.4 121.5 90.0 103.4 93.6 98.4 94.2 105.7 133.6




()
pH
0.1vol% 0.58 107.7 84.6 96.1 89.2 94.5 92.4 88.5 80.2 78.1 85.2
0.2vol% 0.33 86.2 71.2 91.9 78.2 82.2 78.3 78.4 72.9 85.8 84.2
0.3vol% 0.17 76.8 94.7 86.5 79.8 83.8 77.1 80.4 102.5 72.8 82.7
0.4vol% 0.07 105.0 88.4 121.5 90.0 103.4 93.6 98.4 94.2 105.7 133.6

1 mg/kg



4 MCX

(*)
()

0.5vol% 5( 88.8 ND ND ND ND ND ND ND ND ND

5 21.9 ND ND ND ND ND ND ND ND ND

10 0.7 ND ND ND ND ND ND ND ND ND

25% - (1:19) 5 ND 97.2 98.96 97.4 114.0 96.1 103.3 9.1 23.7 25.2
10 ND 0.5 ND 6.7 0.5 1.3 4.9 1.7 63.0 62.6

250 - (1:9) 5 ND 0.3 ND 0.4 ND 0.8 0.6 0.9 12.7 11.2
10 ND ND ND ND ND 0.2 0.4 ND ND 3.2

15 ND ND ND ND ND ND ND ND ND ND

20 ND ND ND ND ND ND ND ND ND ND
117.4 98.0 98.96 104.5 114.5 98.4 109.2 97.7 99.4 102.2

ND

1 pg



()
111.4 99.6 102.3 105.6 105.3 95.3 113.7 112.1 102.0 100.4
97.7 103.0 98.7 103.9 101.2 92.8 112.9 110.1 105.8 103.8
89.0 95.8 97.6 100.9 101.6 100.6 107.3 103.3 100.8 100.1
L 99.4 99.5 99.5 103.5 102.7 96.2 111.3 108.5 102.9 101.4
RSD, ') 11.3 3.6 2.5 2.4 2.3 4.0 3.5 4.6 2.6 2.1
2 107.3 — 87.5 95.0 80.3 98.0 115.8 — — —
110.2 115.6 98.8 103.0 99.6 111.1 110.8 108.3 114.3 108.6
104.1 104.1 106.1 102.8 100.7 107.6 108.1 98.3 107.4 112.6
100.7 100.4 100.8 98.8 99.9 106.9 106.7 97.7 105.6 106.5
L 105.0 106.7 101.9 101.5 100.1 108.5 108.5 101.4 109.1 109.2
RSD, %) 4.8 7.9 3.8 2.4 0.6 2.3 2.1 6.0 4.6 3.1
2 107.6 — 97.9 115.4 103.4 94.2 116.6 — — —
0.1 mg/kg
1 n=3



1 LC-MS/MS

(n/z) (n/z) DP CE CXP
113.0 96.0 15.0 25.0

ESI(+) 245.1
96.0 96.0 57.0 8.0
152.1 86.0 17.0 12.0

ESI(+) 226.1
135.1 86.0 39.0 12.0
434.0 66.0 23.0 20.0

ESI(+) 479.1
280.9 66.0 45.0 14.0
163.1 96.0 15.0 14.0

ESI(+) 180.1
153.1 96.0 20.0 14.0
166.1 96.0 37.0 12.0

ESI(+) 313.2
120.1 96.0 18.0 10.0
185.0 156.0 31.0 10.0

ESI(+) 241.2
114.0 156.0 67.0 12.0
134.9 96.0 18.0 6.0

ESI(+) 152.5
79.0 96.0 39.0 12.0
270.1 81.0 25.0 14.0

ESI(+) 329.2
59.1 81.0 40.0 14.0
60.1 136.0 21.0 8.0

ESI(+) 347.2
121.0 136.0 35.0 28.0
60.0 126.0 21.0 8.0

ESI(+) 333.1
121.0 126.0 37.0 16.0

DP:Declustering Potential(V), CE:collision Energy(eV), CXP:Cell Exit Potential(V)
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h)
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9 ( )
BT pg/g
Lab
1 3.57 1.47 2.55 1.40 4.32 3.63 0.87 0.99 2.55 1.2 0.78 0.85 4.80 4.36 3.36 3.77 3.78 3.66 3.04 1.26
2 3.43 3.16 3.33 3.52 3.01 3.01 2.23 2.23 2.93 3.76 2.42 2.66 4.06 3.01 2.19 2.19 3.12 3.18 1.63 1.72
3 5.49 4.01 3.51 3.12 2.72 2.73 2.16 2.25 2.46 1.90 2.16 1.99 3.40 3.28 3.78 2.91 1.60 1.87 8.35 1.72
4 5.00 3.43 8.76 8.26 3.76 2.85 0.42 0.42 3.76 3.90 2.28 1.54 4.63 3.60 5.51 4.91 0.70 0.61 5.54 5.79
5 1.45 1.45 4.01 3.50 4.25 4.57 3.75 4.00 4.00 4.01 3.9 3.84 5.10 4.42 2.93 2.78 3.61 2.40 0.82 0.54
6 4.24 4.23 2.55 1.72 3.75 4.48 4.44 4.68 4.68 4.46 4.71 4.73 4.51 4.49 4.61 4.62 4.52 4.44 4.73 5.49
7 4.86 4.94 6.12 6.32 4.60 4.64 5.41 5.42 3.86 4.01 4.47 4.41 4.08 4.16 4.84 4.82 5.83 5.87 4.72 4.68
Ave 4.38 4.62 3.83 3.90 4.20 4.07 4.04 5.16
Recovery () 87.60 92.40 76.60 78.00 84.00 81.40 80.80 103.20
RSDr (%) 21.3 3.1 8.7 2.5 8.4 8.1 9.6 6.3
RSDa (%) 22.8 16.9 10.8 24.9 12.7 23.9 29.6 10.4
PRSD, (%) 2 2 22 2 2 22 2 22
HoRat 1.0 0.8 0.5 1.1 0.6 1.1 1.3 0.5

0.01 pg/g



7 ( )
%

Lab

1 1.3 29.4 21.9 8.3 12.5 17.3 19.7 4.3 15.6 16.9 9.9 87.2 5.4 75.6 13.2 B2
2 70.4 Mo U6 B2 484 81.2 82 438 438 N6 U4
3 109.8 80.2 10.2 43.2 4.0 49.2 3.0 43.2 3.8 75.6 32.0 3.4 167.0 3.4
4 100.0 1.2 165.2 7.2 8.3 8.3 1.2 18.0 4.6 30.8 92.6 2.0 110.2 9.2 14.0 12.2 1108  115.8
5 200 0.0 8.2 0.0 &0 94 50 80.0 8.0 802 792 768 1020 8.4 2 8.0 6.4  10.8
) 8.8 846 M4 BO 0 896 88 W6 986 8.2 %2 %6 02 898 92 24 N4 B8 96 108
1 97.2 9.8 24 1264 9.0 9.8 108.2  108.4 1.2 80.2 89.4 8.2 81.6 83.2 9.8 9%.4 16.6 1174 9.4 93.6
Ave 1.4 83.81 14.72 56.07 67.85 58.28 83.99 76.02 64.56 41.19

70 120 50 120 0.01 mg/kg



10 (
B ug/e
Lab
1 6.24 1150  5.95  12.48  46.83  51.64  1.63 3.63 1191  16.79  0.47 2.68  57.35 58.59  30.29 28.94 5.75 6.76  24.64  26.07
2 34.82  32.33 34.95 35.16 31.54 31.62 14.30  12.12  15.30  9.50  39.11  41.05 43.55  43.69 2050  20.66  21.26  20.25  15.53 9.7
3 38.50 45.21  24.34  20.27  30.52 3L.28  4.01 1.9  21.88  27.62  10.67  8.72  31.24 29.08 37.42 31.85 5.5 519 2.9  1.78
4 42.01  39.88  47.73 44,95 36.79 33.10  1.15  11.83  37.17 35.81  22.47  17.96  42.92  40.70  40.03 41.22 991  10.30  62.32  57.14
5 33.30  36.40 32.50 38.41  39.91  43.53  2.00 142 30.38 87.50 54.26 44.36  45.45  46.04 35.13  33.92  3.61 240 12,59 10.76
6 47.68  45.17  41.35 44.48  47.64  48.65 4589  48.10  47.64  48.08  51.92 52.93  47.04  48.03  47.65 47.05 44.88  46.85 52.20  50.70
7 52.67 52.47 61.46 63.88 53.12 53.34  56.55  56.94  49.83  50.00 51.08 52.68  48.66  48.51 52.54 51.80 52.22 51.65 38.22  44.49
Ave 41.70 44.49 41.39 51.87 38.59 48.42 45.06 39.82 39.52 44.47
Recovery(%) 83.40 88.98 82.78 103.74 77.18 96.84 90.12 79.64 79.04 88.94
RSDI (%) 8.4 5.4 4.6 - 7.6 7.5 2.1 4.4 2.4 6.7
RSD, (%) 12.7 17.6 2.2 - 17.6 13.0 18.6 2.8 41.9 33.6
PRSD, (%) 22.0 22.0 22.0 22.0 22.0 22.0 22.0 22.0 22.0 22.0
HoRat 0.6 0.8 1.0 - 0.8 0.6 0.8 1.0 1.9 1.5

0.1 mg/kg



8 ( )

Lab

1 7.3 29.4 21.9 86.3 72.5 17.3 19.7 2.3 15.6 16.9 95.9 87.2 15.4 75.6 13.2 5.2
2 10.4 44.6 44.6 75.2 48.4 81.2 78.2 43.8 43.8 32.6 34.4
3 109.8 80.2 10.2 43.2 45.0 49.2 3.0 43.2 3.8 75.6 32.0 3.4 167.0 34.4
4 100.0 175.2 165.2 75.2 8.3 8.3 75.2 78.0 45.6 30.8 92.6 72.0 110.2 9.2 14.0 12.2 110.8 115.8
5 29.0 2.0 80.2 70.0 85.0 91.4 75.0 80.0 80.0 80.2 79.2 76.8 102.0 88.4 12.2 48.0 16.4 10.8
6 84.8 84.6 34.4 75.0 89.6 88.8 93.6 93.6 89.2 94.2 94.6 90.2 89.8 92.2 92.4 90.4 88.8 94.6 109.8
7 97.2 98.8 122.4 126.4 92.0 92.8 108.2 108.4 1.2 80.2 89.4 88.2 81.6 83.2 9.8 9.4 116.6 17.4 94.4 93.6
Ave 72.46 83.81 74.72 56.07 67.85 58.28 83.99

70 120 50 120 0.01 mg/kg
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B gy
Lab
I8 LB AT 48T 505 5% SR 431 44 4260 4808 400 SR 44T 45 A6 4480 A4 4418 435 43% A% 4TH 4B AT 4B 45 43 43 4R AW
%) LI 448 448 AT 45 A6 48 483 40T 536 539 54% M8 44 4G9 46N AT 4B 44 4280 430 450 430 400 43 380 390 4 43 4
A3 L343 305 A8 4318 448 450 448 44 537 530 SIS 4B 40 A6 460 45H 450 4B 4B A 435 A A3 43 A3 44 445 44 4.2
B L ATR 48N 5B 4% 588 480 4467 4R 53R 56 55 45T 460 455 446 A4 4% 432 46 4130 4T 45T 46l 00 428 400 42 441 A
B2 L9 A1 426 5313 488 A8 AW 498 495 53T S 5EN AT 406 AT 468 A6 468 478 418 420 454 455 436 3610 408 4250 4% 418 A
B3 LA 43 4B 46 49% 465 4516 4506 5499 5 53T 4AD 44 4260 46 4GB 458 425 LML A 4M6 44T 436 45N 43W 46M 429 433 4560
e 145 1918 160 5.3 1.4% 151 1% 450 106 138
Recovery (%) 8.9 %.% 2.3 0.3 8.5 0.3 8.04 90.19 8.3 8.8
RSDr(Y) 3.0 55 12 3. 20 0.7 18 14 11 33
RS ) 8.2 8.5 6.5 5.1 14 3l 24 12 8.7 3.6

0.01 mg/kg
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97.5(19.4) 98.4(01.5)  89.9(102.8)  98.7(%.7) 9.8 100.9 69.6 82.9 79.2 83.9(91.9)
() %.1(86.5)  106.8(117.0)  89.3(%.6)  102.8(103.8) 89.7 8.9 85.6 9.0 85.4 86.0(%.0)
() 4341084 6200900 63.8(107.6)  69.6(38.2) 75.8 97.1 84.0 66.3 6.7 104.0(100.8)
()  3%.1(%.6) 73619 ML) 57.2(88.7) 13.8 9.3 74.5 65.1 60.0 99.3(%9.9)
78.205.3)  73.2(111.4)  9%6.5(101.1)  97.6(88.2) 85.2 80.1 85.6 9.2 81.6 9.9(%3.1)
107.2090.3)  48.2(104.8)  82.4(100.0) 9.9 9.3 9.0 104.1 11.1 102.8 89.0(110.0)
0O 0.01 mg/kg






Thermo waters Agilent AB
A 12.0 194.8 96.0 104.0 94.4
D 26.0 104.8 84.0 96.0 114.6
E 294.0 99.6 78.0 72.0 130.0
A 48.8 220.0 71.2 100.5 47.2
D 32.5 105.6 72.8 37.4 80.4
E 25.7 110.3 75.4 51.6 94.9
A 200.0 221.6 76.0 184.0 200.0
D 98.0 106.0 76.0 74.0 100.0
E 100.0 105.6 84.0 88.0 42.0
A 117.8 212.4 85.0 87.6 83.8
D 104.4 107.5 90.6 87.4 63.5
E 105.5 107.4 75.1 82.1 57.0
A 182.4 237.0 69.6 94.4 104.0
D 99.2 105.2 79.6 104.0 96.8
E 99.2 106.7 70.8 100.0 96.0
A 86.6 80.9 69.6 104.0 49.7
D 105.0 79.8 73.4 70.6 76.3
E 111.8 75.1 77.7 76.6 76.3
A - 95.6 112.0 32.0 44.0
D 114.0 88.0 142.0 20.0 78.0
E 118.0 66.4 142.0 16.0 104.0
A 32.0 53.2 76.0 104.0 48.0
D 32.0 62.4 52.0 46.0 92.0
E 18.0 50.0 46.0 52.0 122.0
A - - 13.9 31.7 56.4
D - 105.5 4.4 3.1 95.9
E - 1448 5.5 3.2 95.6
A 176.0 205.6 112.0 - 100.0
D 99.0 102.4 122.0 - 132.0
E 104.0 83.8 128.0 - 180.0
A: 0.01mg/kg B: 0.1mg/kg C: 0.1 mg/kg
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