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B4 u AN, BRI A A, K IGBIT 6682 FILE i —2K
2.1 HEE (CH;0H) : (i,
2.2 ZJiE (CHCN) : failal,
2.3 TAKBRIREE (MgSOs) : Zrhfréli.
2.4 FTKEAH (NaCD =S4l
2.5 UKZ % (CH;COOH) : {lLgr4ti,
2.6 HR (HCOOH) : h#i4il.
2.7 L% (CH;COONHy) : figg4ti.
2.8 HPEEAAS (AL(OH)) @ 100~200 H, E#HH
2.9 N-Rjdk & Bt & WARVE B A ) (PSAD + 40-60pun.

2.10 )\ BeEg STEIRMW IR (Cig) © 40-60pm.




2.11 0.5% MR LM :  BX SmL UK SRR i, I H &0 € T 1000mL, R 5] Bl Ay
2.12 0.1% P Fg-5mmol/L ZBRE /KW : FREX 0.385g LFRELH KM, I 1.0 mL AR,
7K E %545 1 000 mL.

2.13 E¥EW: B 0.1%H BR-Smmol/L Z R /KM (4.12) 90mL, MIA 10mL H RS
2.14 FRUEYIFT : 44 FhAb &4 (AERE =98%) « 11 Rl bR B AL B L WL =% A
2.15 ARAERE A IR BCH . HERRAREChRAE By (4.14) dE R TSRS 10mg) , FHH
BV AR IT 2 25T 10mL, i BRI E N 1.0mg/mL FIARAESE . 7E-20 CARVREBEIGAEAT .
2.16 IR AHRHERE AR LIRS B ARG AL AW BEN Y 70 B 7 AL, VP e L 7
MBAARERE A FTAARIERBIATE-20 CHIRRDG AT -

2.17 WIFRIR A ARUE R W BUAL 7 bR A A GG 2% 708 &, FH PP IEIC B 100-400ng/mL
(KA BRI & b T, LBt B

2.18 AR A bRl P TR0 W FH G 20 S Lk 1-6 AHLVR A i &80 L, I H R E 7T 10mL
RO, 0B MR A R T, HBESEREIN 100-400 ng/mL, WK Bo

2.19 RAVBRAE TARROBCH: AL — 52 BEAMR IR v ) W JE it 2 LR BGROE MR, JF
1) G P R A5 B ) P AR A e RV

2.20 TUALIEMEE: AR, 0.22um.

3 {XARFIIR &

3.1 R R BOBOAE € % - DU T H IR A . S FBE % BS TR CESD
3.2 AR EOHL: 8000 r/min;

3.3 BAMRTAL

3.4 WA e

3.5 ks

3.6 7rHTRF: JEE 0.01 g A1 0.00001 g.

4 I HEFI S AR TF

PIHER A2 500 g, FNALSUBFENLI, FRES, B0 2 r, TN
AN, HARIbRIC. AT -20 CRUR 2R AF IR

5 MELR

5.1 FER IR AL 2R




5.1.1 $#2H

HERFR U RE XS 0 5 (RSB P RE S 5.0 g CREAZE 0.01g) T 50 mL MR B9 .08 h, A
40pL YRA WA (2.16) , JIAN 5mL /K, JWHE 10s J&, #EFHIA 20 mL & 0.5%7.1%
CIEHW (2.11) 5 PRZIEH 15 min, A 1.0 g SR 4.0 g TKBREREE, P s,
k4497 10 min, 8000 r/min &5 5 min.
51.2 &tk

B M3 10 mL T 53 — 36BN 55] (PSA165 mg. Ci5165 mg + H S K4S 165
mg. J/KHREREE 900 mg ) (ISEE B0, PR 10 min, 8000 r/min #/C» 5 min. HEHY
FH EIEW S mL, B TESWRTACLE 45°CHRT, A 1.0 mL £ (2.13) , Wi,
H 0.22pum TYALIEMELSE, R EHLINE .
5.1.3 FE 525 BRI 25

FRIUAS S B0 (0 B P A RE A 5.0g CREAfA 0.01g) » AR, 28 5.1.1 F15.1.2
(R 75 AT AT AR R, 5302 (O PTHRIOR, T e b AT h 26

2 FHRR
AFREGRRE, 4% 5.1.2 F1 5.1.3 (R0 BRAS 1 s
a)

£

1 VRO FE i
k. Waters Acquity BEH C18 JAHVEAH (i 4 (2.1 mm>10 mm, 1.7 pm) B [A] 4%
FE; HE: 30°C; #EAER: 5 pL; WS A AE 0.1%HER-Smmol/L LRR¥/KIEW, B
I BRI A AE L 1.
%% 1 HPLC B WM 5% A+
I (min) A (%) B (%)  Jit# (mL/min)

0 95 5 0.3
0.5 95 5 0.3
1.0 90 10 0.3
6.0 30 70 0.3
8.0 20 80 0.3
9.0 0 100 0.3
10.0 0 100 0.3
10.1 95 5 0.3

12.0 95 5 0.3




2 R

a) HEFE: EMEEE AR (ESIH) ;
b) My ZEKMNEN (MRM) ;
c) EBYEHRIE: 0.5kV;
d) HESLHEE: 30V;
e) WLIEFAARIEE: 650 L/h;
) BOEFV AR 450 C
g) HESLSAIE: 150 L/ho
22 WM bR S S5
£ B s 1) BT FETF P A R
B5 SR a7
e (min) (m/z) (m/z) V) )
: 132.1% 26
1 kit R 4.56 277.4 34
203.1 14
1 172.2# 10
2 ARG 4.97 228.4 18
154.1 16
72.9% 34
3 O R (LT 5.12 368.7 18
294.4 20
203.1% 16
4 (S 2.83 263.3 26
168.1 26
236.3* 14
5 53 o 7.31 292.5 72
74.2 20
: 203.1% 20
6 A% 3.81 319.4 36
81.1 26
217.2% 24
i L A % 5.02 311.4 20
237.2 14
: 132.3* 46
8 WA 4.96 367.4 26
293.1 18
160.2% 14
9 75 L 4 2.64 220.4 18
143.2 24
154.2% 16
10 ST AHSAR 4.51 214.3 18
118.9 26
152.1% 16
11 VR 16 b 2.2 2123 22
125.2 20
148.2% 16
12 T I 2.86 240.4 16
166.2 12
185.2% 24
13 FEEE S 2.82 262.4 18
202.2 18
14 Kot % B 4.21 302.5 e o 26
it ' ' 164.2 14
91.2% 38
15 e e 7.31 416.7 25
380.6 18
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5.94

4,75

4.43

Tl

7:11

7.49

7.20

7.31

7.06

6.98

719

7.49

7.75

8.33

8.45

8.33

6.78

6.42

6.42

6.19

6.11

6.82

267.4

260.4

268.5

254.4

341.5

341.5

289.5

275:5

301.5

287.5

271.4

287.5

289.5

303.6

305.5

305.6

329.6

393:5

363.5

361.5

361.6

359.5

453.5

145.2*
74.2
183.2*
116.2
72.1*
116.2
141.1%
104.2
107.2*
91.1
107.2%
91.1
97.1*
109.2
109.2*
239.3
121.1*
149.2
121.1%
135.2
199.2*
165.3
97.2%
109.2
253.3%
2133
97.1*
109.2
269.4*
95.6
269.4%
105.2
81.1%
95.1
373.4%
3553
121.1%
105.1
325.4%
307.4
163.2*
121.2
147.1*
313.4
121.2*
4334

26
22
18
16

48

58

48

26

30

62

34

32

15

44

24




39

40

41

42

43

44

45

I-1

1-2

I-3

I-4

I-5

I1-6

I-7

I-8

I-9

TR AR

HER S

771

PR 52 A6 77 il

i IR P 4 77 il

17a-34 77 i

Y 77 ]

LGS % Do

K6 % E%- Ds

IO T - Ds

FJ 52D

S2i - D3

- Ds

’#fiid- Do

AT [RHR-Ds

Hu K AR -Ds

6.34

6.81

8.40

8.3

8.25

7.58

7.87

4.54

4.19

2.85

79

7.49

7.05

8.35

6.42

6.78

409.5

397.2

387.2

331.22

343.1

286.4

307.5

243.5

306.6

292.5

290.6

324.6

366.6

398.6

239.3%
912
373.4%*
121.2

97.1*
109.2
279:2%
337.1
123.0*
82752
97.0*
109.2
187 1
325:1
204.1*
133.0
165.2*
1111
151.2*
169.2
97.2%
109.2
97.2*
109.1
121:2%
138.1
100.1*
113:2
121.2*
330.4
378.5%
360.4
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B 3R 3 R SR

&S

ik

e A K o 25 B (ug/kg) : RSD

(ng/kg) 1 2 3 4 5 6 |F¥ME| (%) (%) (ng/kg)
0.1 0,11 1011 10,101 010 | 011 | 611 | 0.1 77 106.7

[N (5 0.2 021 1008022090 021 | 022 | 021 4.5 103.3 0.1
0.4 042 | 043 | 048 | 0.44 | 047 | 045 | 045 5.0 1123
0.1 0:10 -0.10:1.0,10 | 0,10 | 0,10 | 010 | 0,10 4.4 100.0

2. TARE 0.2 019 101810192018 | 0:20 | 019 | 0,19 30 95.3 0.1
0.4 0.340.38|0.35| 044 | 040 | 042 | 0.39 9.6 97.0
0.1 0121012 [0Jo 0l old- | 012 | 011 8.3 113.3

3. BEAifR® 0.2 024102110221 020 022 [:0.20 | 022 7.4 108.0 0.1
0.4 0.37 | 036|034 | 044 | 038 | 046 | 0.39 12.6 98.0
0.2 0.19 |1021 [ 020 0.19 022 | 019 | 020 Sl 100.0

4. WY 0.4 038 032 1042 | 037 042 038 | 038 9.9 95.0 0.2
0.8 0.80 | 0.79 | 0.77 | 0.87 | 0.86 | 0.80 | 0.81 4.9 101.8
0.1 0.08 | 0.09 | 0.10 | 0.08 | 0.10 | 0.08 | 0.09 11.5 88.0

5. WiAfE® 0.2 0.06:L 0:04 (012040 ) 012 [ 012 | 013 13.2 65.3 0.1
0.4 0.28 1034 |°028 | 038 | 032 | 038 | 033 13.7 82,7
0.1 0.08 | 0.10 | 0.12 | 0.08 | 0.12 | 0.09 | 0.10 19.0 97.3

6. WILEY 0.2 0191 0211024 | 018|022 |- 0.18 | -0:20 10.7 102.0 0.1
0.4 0421036042 | 041 | 046 | 038 | 041 8.7 102.3
0.2 0211022019 017 | 021 | 018 | -0:19 10.0 97.3

7. BAR% 0.4 0.380.32 037 | 036 | 042 | 046 | 0.38 12.6 96.0 0.2
0.8 0.80 | 0.90 | 0.74 | 0.90 | 0.87 | 0.94 | 0.86 8.5 107.3
0.1 0.11 | 0.10 | 0.10 | 0.07 | 0.09 | 0.07 | 0.09 18.2 90.7

8. WRAHE 0.2 020 [ 020019 017 | 018 | 09| 019 7.0 94.0 0.1
0.4 038 1042|034 | 045 | 042 | 046 | 0.41 10.2 103.0
0.2 023 1020 020= L0092 1018 - 013 | 02] 10.8 103.3

9. VHIHFE 0.4 0.39| 043|047 | 044 | 045 | 040 | 043 7.0 107.7 0.2
0.8 071 107 [ 0,72 082 | 083 |-0.76.{ 1076 7.3 95.0
0.1 011 01980 B 012 Q0T | Ol 0,11 3.6 114.7

10. SAIEHR 0.2 0120022 1020 [-020 | 0202 | 2020 021 4.0 102.7 0.1
0.4 0.380.39 | 037 | 046 | 042 | 045 | 0.41 87 103.0
0.1 012010 011 h 001 | 010 [0l |- 011 9.1 108.0

11, BPGHHR 0.2 0,15 (1021 (2018 . 019 (019 017 | 018 11.0 90.7 0.1
0.4 028 1 0:27 1023 | 029, 026 | 030 | 027 8.3 68.0
0.1 0.09 | 0.10 | 0.10 | 0.10 | 0.10 | 0.09 | 0.09 4.4 93.3

12. VT JahE 0.2 0191020018 | 0:17 |.0.19 | 018 | 0.9 6.4 92.7 0.1
0.4 0.40 | 0.44 | 041 | 047 | 042 | 0.48 | 0.44 7.8 109.0
0.1 0.07 | 0.06 | 0.08 | 0.06 | 0.07 | 0.06 | 0.07 9.4 69.3

13. AR 0.2 041013 202 | 012 | Q14 | 018 | 2013 5.6 64.0 0.1
0.4 029 (0311028 038 | 029 | 038 | 032 14.6 80.3

14. 3w 0.1 010 011 (001 [£ 010 011 | 010 0.1l T 105.3 0.1




i 0.2 021 1021 (0221 0201022 | 017 | 021 10.1 102.7
0.4 045|044 | 042 | 0.51 | 043 | 0.50 | 0.46 7.9 114.7
0.1 00| oast o] o1 | 02 | a0 [ 011 11.6 110.7 e
15. WERZY 0.2 0,16 1015 013 014 T 014 | 013 | 014 9.4 70.0 0.1
0.4 0.33 034|030 045 | 029 | 043 | 0.36 18.8 89.3
0.1 0.10 | 0.07 | 0.07 | 0.08 | 0.09 | 0.08 | 0.08 11.5 81.3
16. Bl %K 0.2 O304 015 | 014 | .15 { 014 | 0,14 7.0 70.0 0.1
0.4 g Do laRd e 030 o 098 - 03] | 008 123 69.0
0.1 0.09 | 0.10 [ 0.10 | 0.10 | 0.10 | 0.10 | 0.10 6.7 100.0
17. FHEEIER 0.2 0.6 | 0il6 [0.13 | 014 | 013 | 014 | 0.14 10.3 7S 0.1
0.4 0.33]0.33/030| 044 | 028 | 0.40 | 0.35 17.6 86.7
0.1 0.09( 0,12 011 | 0.11 | 011 | 012 [ 0.1 10.6 110.7
18. EFEIK/K 0.2 022102010221 021 | 020 1021 | 021 4.5 104.7 0.1
0.4 0.36 | 0.38 | 0.38 | 0.43 | 039 | 0.45 | 0.40 8.6 99.7
0.2 014 | 012013 | 014 | 013 [ 015 [ 0.4 9.1 68.0
19. SR M 0.4 024 [024.1029 | 026 | 027 026 026 40 65.0 0.2
0.8 0.62 | 0.64 | 0.62 | 0.69 | 0.62 | 0.68 | 0.64 5.0 80.5
0.2 0.18 | 0.16 | 0.18 | 0.19 | 020 | 0.21 | 0.19 9.6 92.7
20. WP 0.4 048 | 035|034 | 034 | 034 | 033 | 036 15.8 91.0 0.2
0.8 0.66 | 0.78 | 0.78 | 0.70 | 0.78 | 0.70 | 0.73 6.8 91.5
0.2 0221 018 0022 022 .1 0212 0,29 1071 7.4 106.7
21, R 0.4 31103210382 029 | 036°| 030 [ 032 8.0 79.0 0.2
0.8 0.66 | 0.83 | 0.77 | 0.74 | 0.67 | 0.66 | 0.72 9.6 90.5
0.2 07007 | 018 015 | 016 | 016 [ 017 6.6 80.7
22. =2 0.4 0.30 | 0.30 | 0.35 | 038 | 034 | 0.39 | 0.34 147 857 0.2
0.8 0.67 | 0.74 | 0.66 | 0.73 | 0.69 | 0.72 | 0.70 4.4 8797
0.2 015 [ 018 [0.14 | 014 | 017 | 0.15 | 0.15 9.6 T
23. i 0.4 0.27 110301035 032 027 =028 | 030 10 7 74.7 0.2
0.8 0.74 | 0.78 | 0.86 | 0.72 | 0.80 | 0.78 | 0.78 6.5 97.5
24, RaEE 0.2 0,24 70231023 020 017 | 021 | 02] 127 106.7
" 0.4 0.47 | 039 | 044 | 0.44 | 0.40 | 0.50 | 0.44 9.6 110.3 0.2
0.8 0.90 | 0.75 [ 0.89 | 0.86 | 0.74 | 0.85 | 0.83 8.5 104.0
0.2 0,150,418 |-0.18 | 018 | 018 | 0:18 | 018 7.0 88.0
25. g Hh 0.4 044 1035|042 | 041 | 040 | 038 | 0.40 7.7 100.3 0.2
0.8 0.8310.86 | 0.87 | 0.90 | 0.87 | 0.80 | 0.86 4.0 107.0
0.2 0,17 1018 (0,18 014 .| 014 | 0ild.| 0.16 11.4 787
26. HEghle 0.4 037 0341037 | 040 | 042 | 035 | 037 8.0 93.3 0.2
0.8 0.81 1090 (076 | 091 | 0.75 | 1.00 | 0.85 11.4 106.8
0.2 018 020151022 007 (021 | 021 020 9.3 99.3
27. MR IR 0.4 0.44 | 046 | 046 | 047 | 045 | 042 | 045 3.8 {127 0.2
0.8 0.89 [ 094 | 0.94 | 094 | 089 | 0.94 | 0.92 2.8 1152
28 Itk 0.2 0.18]0.19 [ 0.18 | 0.22 | 020 | 022 | 0.20 9.3 99.3
i 0.4 032 030027 | 042 | 039 035 | 034 16.4 85.3 0.2
0.8 0,61 [ 065 (1058 | 067 [ 066 | 075 | 065 9.3 8




0.2 G181 016 00 a 042 | G1¥ | Q13- 03 12.7 67.3
29. A FE 2 i 0.4 03810331032 032 1 032 | 030 032 3.7 79.7 0.2
08 |074]078]074| 086 | 079 | 083 | 079 | 6.0 98.7
0.8 0:35 1087|033 056 | 031 | 051 | 054 4.6 67.3
30. 3 =2 1.66 | 1.91 | 1.60 | 1.90 | 1.90 | 1.68 1.7 8.0 88.7 0.8
3108 [ 3:19:-3:12 3:65-| 358 | 308 | 327 7.6 81.9
0.2 027028 1°020° 022 | 0261 019 | 024 16.1 119.3
31. K 0.4 0:38 | 0:38 [ 0371042 | 034 | 037 | 037 71 91.7 0.2
0.8 0.63 | 0.66 | 0.59 | 0.71 | 0.70 | 0.63 | 0.65 6.8 gl
0.2 019 1017 | 022 020 | 023 | 026 | 021 14.9 106.0
32. ) HH M 0.4 0.34 039|038 | 038 | 036 | 042 | 0.38 7.3 95.0 0.2
0.8 0791074 | 068 | 0,75 | 070 072 0.73 5.4 91.5
0.4 0,25 11020 [:0:28 026 | 0:30 | 022 | 027 10.2 66.7
33, HhZEKARN 0.8 0.63 | 0.66 | 0.51 | 0.62 | 0.62 | 0.62 | 0.61 8.5 76.5 0.4
1.6 a6 [ 1.9 - 137 |~ 148 | ide | 145 i 84.1
34, EALTTHS 0.4 0.25 [ 032.0034.| 035 | 031 -(-041- 033 16.0 827
A 0.8 0:66°| 0,62 | 055 | 092 | 034 054 | 0.6l 12.0 157 0.4
1.6 A0 lee ] 160 | 170 164 | 1.6 4.7 103.2
0.4 045035042 | 034 | 035 | 039 | 038 117 96.0
35. BRI 0.8 0.67 | 0.72 | 0.70 | 0.66 | 0.68 | 0.73 | 0.69 4.1 86.7 0.4
1.6 147 | 147 ( 150:| 154 | 142 | 1;50 | 1.48 2.5 92.7
0.4 042|044 | 042 | 047 | 037 | 046 | 043 8.6 108.0
36. AR 0.8 0.58 080|073 | 0.89 | 0.79 | 0.86 | 0.77 14.4 96.7 0.4
1.6 170105 183 1.80 | 180 | 160 | 1.75 4.9 109.2
0.4 0.38 1036032 033 | 039 | 044 | 0.37 12.0 92.3
37. et 0.8 0,66 { 0.82:10.78 | 0.78 | 071 |-0.85 | 076 9.1 95.5 0.4
1.6 Iod 57 | 150 165 | 146 | 143 | 153 4.5 95.8
18 RS 0.4 026 | 026 | 0.34 | 029 | 037 | 034 | 0.31 15.0 773
in 0.8 0.49 | 0.50 | 0.52 | 0.56 | 0.58 | 0.66 | 0.55 17 69.2 0.4
1.6 1771 1901905 179" [ 5164 | 1.88: | 176 7.5 110.2
39, ST 0.4 0.46 | 0.38 | 045 | 0.46 | 036 | 042 | 042 10.1 105.0
A 0.8 0.58 | 0.61 [ 0.62 | 0.64 | 0.62 | 0.58 | 0.61 43 75.8 0.4
1.6 L34l 182 LG 189 | 1,83 | 153 | 178 73 111:1
0.4 0,26 1031 0241 075 | 026 | 026 027 9.4 66.3
40. fEFEKA 0.8 0:54 | 058 | 050 |- 051 | 057 | 053 | 054 58 67.3 0.4
1.6 [ s o 1 R L /N 1/ B e R 00 S ) 3.2 69.8
0.2 0211018020 1T 08 (001 | 07| 4021 16.1 106.0
41. 5 0.4 0.36 1034 | 030 | 030 | 026 | 032 | 031 12.0 78.0 0.2
0.8 0:82 0871074089 073 | 0,83 = 082 8.9 102.7
sy RS 0.2 0.22]0.18 | 0.18 | 0.20 | 0.18 | 020 | 0.19 8.9 97.3
o 0.4 045034041 | 031 | 0.36 | 046 | 0.39 15.9 97.0 0.2
0.8 0.62 | 0.68 | 0.62 | 0.70 | 0.71 | 0.63 | 0.66 6.4 824/
43. BEERH 2 0.2 020.1.0.18 018 - 08 | 020 | 0;15] ~0:18 10.0 90.0 i
27 i 0.4 034035042 | 039 | 040 | 033 | 0.37 9.9 92.7 ;




0.8 0.88 1090|094 | 093 | 0.90 | 0.86 | 0.90 3.3 1127

2 0.2 0124014 10171 6141 016 | 017 | 015 13.6 74.0

44. 17a-¥2%

i 0.4 0:29:1:0361039 | 034 | 0321040 | 0:35 12:3 87.3 0.2

0.8 082 [ 091 082 | 090 | 084 | 0,80 | 087 4.7 108.2

0.2 0191024 1020] 022 | 022-| 023 0.22 8.5 108.7
45, B i i 0.4 0.40 | 0.26 | 0.36 | 042 | 0.33 | 040 | 0.36 191 90.3 0.2

0.8 0.7210.79 1 0.73 | 0.83 | 0.81 | 0.86 0.79# 7.0 98.7
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