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ZIF 33 MR LKL AERE RN ERRTTR

1. 44

MR TARZERLAM, RREANTAZ — GO R TSRIE, Z8r. BaOo)E,
¥ FIEWORYAE . B A, BRI IH R R AR B TN E . AT7iESH 2020 B (HREZGH) 2341 @K
R B R E SRR 5 T0E (B8 Ry (S AR 2 Z AR BEIEE) ATt i B HAR I,
KA ER AH-30 528375, SRR MPE Sl & 125 PAT IR DG TR 4 . 76 20 ug/kg MNkR7K
SETR LOMSMS 3% 30 Rk it [l AE 81. 3-115. 7% 1A); 7E 40 ug/kg HIANFRZKF T GCMSMS 2 33 Fi
AP ESZAE 82, 5-108. 2% (7], i R AR ARG AT INEESK o 2548 E 7 8 . SRR S 3%

[l Wit AT DA 24 YA v 2 oA A I AL AN 7 B G I FA) A 5 R T 56

R hEZM, SRR - BT

2. 2% 565

2.1 128

Raykol AH-30 4= H 38

Raykol MPE-16 =pid & B 25 “FATIR A X

Agilent 1290+6470 =y RCAH (il / o1 i Bk A
1%

Agilent 7890B+7000D “SAH A/ i il i FH AX
2.2 A

3. PR BT AL E

HERRAREL 5 g WlBE G2 0. 01 g) T 100 nL
O, N 1 g SALBE SCRIFEEL, I 50 mL
25, H Raykol AH-30 4 [ 3134528 7E 12000 ¥/
SIEPIRCHEE EE R 2 min, %3 4000 r/min R
B0 5 mine B BIHREINIRGESH, FRE A
50 ml 2, 42395 1 min, 250 5 min, & IFM
UAREUR, 7E Raykol MPE-16 f=il & B 4% AT IR 4
R 4EZE 375 mL, HEA IR AR 10 nL A&
A, S 2 TR A I e B B,
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Z M HPLC &

GOMSMS ¥ 33 Fi R 25 VR & An il & W 40
ug/mlL;

LOMSMS 72 30 Mk 24 1R & b fE il £ W= 20
ug/mL;

GCMSMS ¥2: A b A5 FH ¥ : TR — 2K 15 0. 1 1 g/mL

WA CIEERZBZIEL .

FEIFEZEL 1 L FIRERW, FEEMA 0.3 nL
AKJEIE0.22 wm BEME, bERBORAH G/ BT
A 5E

R 1 mL FRERW, FE%MmA 0.3 nL
WERR =R BE N FRVAW, i 0.22 um JEMEJS B
Tl / R IR A E

AH-30 4= H 3 )i 4% F1 MPE-16 3125 AT 44X
MZHEEI T
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AH-30 £ R B[S HRE

4. K&

4.1 S RILE A %4

K H SCAN A A b AT 38 1t T, SIM G
BT E BT

GC-MS Al 26 ft: BERE DR 280 C, Aot
HBERE, BEHIIREN 3ul/min, #HAEE 1.0 vL;
AN A He <, ERBLE, FEDY 1.0 mL/min;
&R (ED , BFIRIESE 280 C, 14

LG #77F E &=

H=

MPE-16 B PITIRFINSHRE

M 280 C . il AN Agilent CP9151
VF-1701MS (30m x 250 um x 0.25um) .

GC 27 FHEFE T : MIHIRE 40°C, fR¥F 1 min;
LL40 C/min HEFHREE 120 'C; L5 C/min JF
IR 240 °C, LA12 °C/min FHE S 300°C, £ 4 min.

4.2 MRM &%
F-1 BRAFARE R BB 0t R mpiE B &
e LR AR BB} A] (min) REF (n/z) FETF /2) CE(V)
199.7 157.8 5.0
199.7 114.0 5.0
1 K 15.99
157.8 96. 7 20.0
157.8 113.8 15.0
152.0 117.0 15.0
2 & B 16. 51 196. 0 181.0 5.0
260.0 75.0 5.0
230. 8 175.0 10.0
3 FH P 17.01
230. 8 128.6 25.0
a -BHC 17.64 181.0 145. 0 15.0
A v —BHC 19. 29 218.7 182.9 5.0
B -BHC 22.34 218.9 147.0 10.0
8 —BHC 23.21 218.9 111.0 10.0
367.0 213.0 35
367.0 255.0 25
5 T HUE 29. 29
367.0 332.0 15
351.0 255. 0 20
6 I 27.13 388. 0 333.0 20
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388.0 281.0 35
; JO— %9, 02 420. 0 351.0 12
420. 0 255.0 20
383.0 255.0 20
8 i U R 31.92 383.0 213.0 32
452.0 383.0 8
262. 7 192.7 30
9 poaal 21.15 255.0 220. 0 20
262. 7 202.7 20
276. 8 240.7 10
0 KEH 26 19 276. 8 169. 7 35
276. 8 172.0 35
263.0 193.0 35
240. 8 205. 6 15
11 a Bt 24. 81 240. 8 170. 0 25
194. 8 159. 0 10
194. 8 159. 0 10
12 B i /ST 28. 53 194. 8 124.7 30
206. 8 171.8 15
271. 8 236. 7 15
13 BT R 30. 38 258 2959 o
271. 8 141.0 40
271. 8 117.0 40
246. 0 176. 0 30
246. 0 220. 0 15
14 4, 4" - 25.71
246. 0 210. 0 28
316.0 246. 0 25
235.0 165. 0 25
15 2,4~ 27.31 270 1950 il
235.0 199. 0 15
246. 0 176. 0 15
235.0 165. 0 25
16 4, 4 ¥ 28. 43 237.0 165. 0 25
235.0 199. 0 18
235.0 165. 0 25
17 4, 4 ¥ 28. 89 237.0 165. 0 25
235.0 199. 0 18
88.0 60. 0 4
18 P I T 15.39 88.0 59.0 20
88.0 45.0 25
127.0 109. 0 12
19 AR 20. 86 127.0 95.0 16
127.0 79.0 20
20 LRI 18.56 230. 8 129.0 25
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230. 8 203. 0 5
230. 8 175.0 13
263. 1 109. 0 13
21 FH B0 it ke 22. 95 263. 1 79.0 35
263. 1 136. 0 5
291.0 109. 0 25
22 Xof it o 24. 44 291.0 81.0 30
139.0 109. 0 10
250.0 139.0 15
23 SR EmE 23.31 250. 0 215.0 5
139.0 111.0 15
241.0 199.0 5
24 FA B e 24.51 241.0 166. 7 10
241.0 120. 8 20
135.7 108.0 15
25 SV 25 05 120.7 65.0 20
229.7 211.7 10
121.0 93.0 15
227.0 92.0 10
26 FR LT A 26. 62 2270 °0.0 20
227.0 167.8 10
168.0 109. 0 15
201. 8 138.7 28
27 AN 28. 20 282. 8 201. 8 15
282. 8 253.0 10
08 - 33,99 361. 8 109. 0 16
361.8 225.8 14
326.0 233 10
29 LT 27.32 326.0 215 25
326.0 169 30
322.0 202. 0 20
30 5 I 17. 14 322.0 294. 0 10
322.0 174.0 15

4.3 SBRBRA B E

Ll |

N EREEEEEEEEEESEND
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Bl-1 33 MEEFIRAERINEE THE (1 ng/ul)
4.4 TR B TR VR R AR

¥ ACQUITY UPLC BEH €18 (100mm X2.1 mmX1.7 um)
Wk 0.30 mL/min
B A: 5 mmol/L ZPREAW (5 0.1% B , B: 4
R 35° C
R 2 nl
Rl Agilent 6470
B ESI'
wHEA 8 L/min
BRAEE 330 C
FRHE 3500
EHES 45 psi
o 0.0-4.0 min, 5-15%JizhAH B; 4.0-14.0 min, 15-100%FizhAH B; 14.0-15.0 min, 100-5%i3)
AHB; 15.0-17.0 min, 5-5%zh4H B.
4.5 MRM &%
F2 B RGWEBE N, W80 BT X R flpfe v K
W5 Z AR BE ] (min) BEF /z) FEF /z) CE(V)
\ 207. 1 132. 4 5
1 WD RIA 2.93
207. 1 89. 2 13
‘ 240.0 223.0 5
2 R 3.90
240.0 86. 0 21
N 224.1 193.1 5
3 ARG 4.58
224.1 127.1 13
197.2 152. 1 21
4 & BB 6.01 197.2 117.2 33
197.2 46.2 25
238.1 220. 2 5
5 SR HE 6.42 238.1 181. 1 9
238.1 163. 2 13
256.0 168. 1 17
6 BN 7.28
256.0 140. 1 25
) 208. 1 116.2 5
7 R 7.65
208. 1 89.2 13
320.0 292. 1 13
8 PR IR 7.77 320.0 233.2 25
320.0 171.3 25
293.0 247.1 13
9 EE= 2741 7.78
293.0 171.0 25
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293.0 115.1 53
. 300. 0 174. 1 13

10 Tl 7.83
300. 0 127.1 21
382.0 199.2 21

11 FH T R 8.45
382.0 167. 3 17
336.0 266. 2 21

12 TRLRTETA 8.52
336.0 188.3 29
222.0 165. 2 9

13 o 8.65
222.0 123.2 25
358.0 167.3 17

14 SR 8.72
358.0 141. 3 17
411. 1 196. 3 17

15 e R Tk e 8.92
411.1 168. 3 33
277.0 199. 0 5
277.0 171.1 13

16 FH 1 7 XL 8.94
277.0 143.0 21
277.0 97.1 41
259. 1 89.2 5

17 P R T 9.58
259. 1 61.1 41
305. 1 187. 2 9

18 TR A 9.83
305. 1 97.0 49
) 312.0 270. 2 13

19 TR JE T ik 9.98
312.0 236.2 13
304. 0 234. 3 17
20 IR 10. 40 304. 0 217.2 25
304. 0 202. 0 41
243. 2 131. 1 21

21 K i 10. 63
243. 2 97.0 37
321.1 171.2 9

22 T BN 10. 68
321.1 97.0 53
314.0 162. 3 17

23 ST 11.34
314.0 120. 2 29
271.1 159.2 13
24 TRk 11.81 271.1 131. 1 25
271.1 97.1 45
363.0 307. 1 17

25 W P 11.81
363.0 227.2 29
332.2 273.1 5

26 FF 2 S g 11.85
332.2 231.2 21
247.0 137.1 9

27 b T 11.95
247.0 109. 1 17
28 VAR 11.99 323.0 171.2 13
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323.0 115.0 33
323.0 97.1 53
260.9 75.1 5
29 SR aT 12.08
260.9 47.0 45
‘ 142. 1 125. 1 9
30 F frac g 14. 25
142. 1 94. 1 37
4.6 VRBRERH A
x10 5 |+EST TIC MRM CID@kk (% —> k) 4.d
1 12 23 3
1.4
1.2
14
0.8
0.6
0.4
0.2 ﬁ
0J
1 > 3 4 5 6 1 8 9 10 11 12 13 14 15 16

Counts vs. RAEMTE (min)

E-2 30 MEARARRERNESETRE (1 wg/ul)

5. FE R

5.1 FEFTNAR B S h:

TEMVARE SRR IREE R 40 wg/kg 19 33 B JE 43748 GOMSMS I LCMSMS £ar il , ~F- 2 [=1fic 22 11 RSD
A2 (GOMSMS) #1201 g/kg HJ 30 Ffrc 24 (LCMSMS) 5 RWTF PR
BEAT AR ETSCIRAIE, 30 FORAE S ATV, B

-3 GOMSMS ¥ 33 M b & 0 B~ 33 Bl e R AIAR R A A 22 (n=3)

R (%)
e SESENE (%) RSD (%)
FEah 1 e 2 KR 3

P R T 88. 8 91.8 94.1 91.6 2.9

KT 88. 2 91.5 94.0 91.3 3.2

A% JUk 90.3 88.6 91.9 90. 3 1.8

FH LT 89.6 91.6 92.6 91.3 1.7

TR R 94.5 84.9 92.3 90. 6 5.5

a -BHC 88.8 84.0 90. 3 87.7 3.8
LSRR 88.3 90.7 92.4 90.5 2.3

y —BHC 90. 5 91.6 92.0 91.4 0.8
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AR 93.8 88.9 89.0 90. 6 3.1
praiwill 89.3 90. 6 91.2 90. 4 1.1
B -BHC 90. 5 92.5 93.3 92.1 1.6
FH B0 vt ke 90. 7 93.9 96. 4 93.7 3.1
8 -BHC 91.7 90. 1 93.5 91.8 1.8
SR 92.6 94.9 89.9 92.5 2.7
Xof i 91.4 88.7 92.8 91.0 2.3
FH B St ke 95.9 91.9 89.9 92.6 3.3
alpha-fi 94. 4 96.5 97.9 96. 3 1.8
N3 91.2 93.9 95.6 93.6 2.4
4, 4 iR 94.1 97.4 99.7 97.1 2.9
I G 91.2 87.6 93.8 90.9 3.4
FR LB A 86. 4 82.5 88. 6 85. 8 3.6
i 93.4 90.3 86.5 90. 1 3.9
2, 4" TR 93.3 95.2 95.8 94.8 1.4
RE 87.6 90. 1 91.6 89.8 2.2
R ik 93.5 89.3 89. 2 90. 6 2.7
4, 4" =T 95.5 92.0 87.8 91.8 4.2
beta~Hi /T 90.9 91.4 92.2 91.5 0.7
4, 4 T 97.9 95. 1 91.3 94.8 3.5
AU IR 99.0 93.9 88.5 93.8 5.6
A 100. 7 99. 6 108. 2 102. 8 4.6
T4t BR T 90.0 105.3 99.6 98.3 7.9
U 99.5 86.9 91.8 92.7 6.9
e B3 87.8 83.1 94.5 88.5 6.5
-4 LCMSMS ¥ 30 Ffik &0 H)~F38 ENS R AAR X AR A 22 (n=3)
Bl e (%)
e SERS ENCEE (%) RSD (%)
FEf 1 e 2 KR 3
9 K BT R 93.61 96. 65 95. 15 95. 14 1.60
56 K IR 96. 40 100. 78 96. 29 97. 82 2. 62
AR 91.91 96. 99 94. 22 94. 37 2.69
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A UK 94.71 98. 02 95.71 96. 15 1.76
3-FRFET 95.61 101. 43 95. 36 97.47 3.52
[iTRZN 94. 49 98. 64 95. 85 96. 33 2. 20
BhK B 115. 70 113. 89 115. 45 115.01 0. 86
IR LR AR 97.63 102. 04 96.91 98. 86 2.81
FHPERETN 106. 18 99. 82 105. 46 103. 82 3.35
il 95. 77 99. 23 95. 75 96. 92 2. 07
R R e 100. 24 101. 08 96. 12 99. 15 2. 68
LB 100. 90 105. 73 101. 46 102. 70 2. 57
PNED 95. 05 98. 65 96. 12 96. 61 1.92
S 92. 88 96. 07 93.70 94. 22 1.76
JHe 2 R 97.88 101. 71 98. 88 99. 49 2.00
LRESR I NIAT 95.39 99. 67 95. 87 96. 98 2.42
PR 92.00 96. 78 95. 07 94. 61 2. 56
e TR T M AR 93.74 95. 58 94.93 94. 75 0. 98
TK JHe i 82. 77 81.53 81.87 82. 06 0.78
R 91.87 93.93 92. 00 92. 60 1.25
KL 87. 46 92.76 95. 51 91.91 4. 46
e T RUBEI 88.91 92. 21 93. 25 91.46 2. 48
S 85. 85 86. 99 87.83 86. 89 1.14
TRk 85. 65 84. 24 85. 00 84. 96 0.83
0 7 83.81 82. 00 83. 02 82. 95 1.09
PP S Al 100. 47 101. 32 93.53 98. 44 4.34
i Je A 83. 32 84. 26 84. 38 83.99 0. 69
IR 81.29 82. 04 84. 80 82.71 2.24
R 86. 18 86. 20 86. 27 86. 22 0.05
P et 87.20 91.98 83.51 87.56 4.85
6. 45
6.1 43U BB 9B 1R R BRI (5N 48 6.2 7E ok s e A ik A R 4 ) e e BE RN I
Mo, ARG FIE IR E, I CIETEE R E CLBI 13 50 A & W0 23 i B 2%, iR B2 A Rk ik
AN EIFBOLIE T A, I 2 ETEBE LR 40° C, EAAEALT 100 mbar.
7. fRRTT RIS

7.1 AH-30 A E BN AE#AT IR AUkIEDE ER A MES, R AL R,
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HEINFAAP R R IR A R v A 2, DRAEAE it )P AT 1k
AATEENE, 16 S KARFRGEHORAI 94, 7T St
. RIE. mARA L.

PR, (E5E, AHEERE R B A .

7. 2 MPE-16 &yt &8 5 PAT W4 3R FH 2 2
IR H ARG, AR, Serb bR B A fE,
TR BV YE I IR B S B Rk, A R K

ESbuE ) AR R FATIRAEX
BR &
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