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NI o ) B 2 PR PR Wl it 4255 5 000 Fh
DL X B
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2.1 BERGERAE BRI, 40 H

i, BUBRA 1 g, KEMRE, BTHIEMR S,
A 25 mL 75% W, Fo4rIRA], 25 CHim (TR
100 W, 4% 40 kHz) AbPH 60 min, # &3 h, 10
000 r/min B0 10 min, BB, 2 0.22 pm fi§
FLUBRE, BB, HP1E,

2.2 @it 4&M  ACQUITY UPLC HSS T3 {43
(2.1 mmx100 mm, 1.8 wm); VshHH 0. 1% H R
(A) -ZE (B), BEEEVEME (0~3 min, 100% A;
3~18.5 min, 100% ~80% A; 18.5~20 min, 80% ~
65% A; 20 ~26 min, 65% ~60% A; 26 ~ 35 min,
60% ~ 5% A; 35~38 min, 5% A; 38 ~38.1 min,
5% ~100% A; 38.1~40 min, 100% A); AR &
0.35 mL/min; FEi 45 °C; #EFERE S pl,

2.3 FUikAAM IEEmIZE B U (H-ESD); IE
T, FTEE m/z 100~1 5005 BE%5 LR
3.8, -3.2kV; BAIEERE 320 C; HBAMBGE
350 °C, RBUGE S arb; BT E 35 arb;

S-Lens 1431 50, $445R 4 kK Full MS/dd-MS?,
Full MS 73 3% 4 60 000, NCE RE - Bf B4 5 N
10% . 20% . 40% , dd-MS* Z3¥E%H 15 000,
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E1 SRELE (A), &1 (B) BFEATEBETRE

x1 ERBUFHIEEER

- o =

g s prk g el SR (:T(?i) BEH T /e
1 0.65 e D-HEmik CeH3sNOs  [M+H-H,0]1* 162.076 7 162.0762 -3.21  162.076 2,144. 065 6,127.039 2,97. 028 9,84. 045 0
2 0.79 D-HEE CeH 1406 [M+HCOO]™ 227.0772 227.0760 =5.50 181.0705,89.023 1
3 0.80 4ME C,H,,04 [M+H]*  195.0863 195.0871  3.90 195.1129,163.039 0,141.054 7,109. 028 8,81.034 1
4 0.81 DHER CsHoNO,  [M+H]*  116.0706 116.0709  2.76 116.070 9,70.065 8
5 0.82 FLER CpHp0p  [M-H]™ 357.1039 3571027  -3.30  357.102 9,311.097 6,305. 288 6,208. 130 5,149. 044 0
6 0.83 FA=HE CigH3016  [M+Na]*  527.1583 527.1582 -0.02 527.158 6,365. 105 2,347. 094 7,203. 052 7,185. 042 2
7 00.83 LEEEE CeHp0s  [M+H-H,0]* 1450501 145.0496 =3.52  127.039 0,99.044 6,85.029 0,69. 034 2
8 0.84 #THE CisH3p016 [M+HCOO]™ 549.1672 549.1663 -1.68  549.165 3,503. 160 5,179. 054 8,101. 023 0,89. 023 0
9 0.85 M CpHyp0p  [M+K]* 3810794 381.0790 -0.89  382.0821,381.079 3
10 0.85 D-(+)-ERMm CHOs  [M-H-H,0]" 1150031 115.0022 -8.00 115.9193,115.002 3,114.932 6,71.012 4
11 0.93 N-HI3E: &R CeHNO,  [M+H]*  130.0863 130.0865  1.69  130.086 6,84.081 4,70. 065 8
12 0.94 B-RBEE CH, 0, [M-H-H,0]" 191.0556 191.0543 -6.80 191.054 8,173.007 9,154.997 3,129.017 9,111. 007 4
13 1.13 DL-IE#iER CsH;NO,  [M+H]*  118.0863 118.0866  3.05 118.086 5,72.081 4,55.054 9
14 1.35 fAmHE CiH;3NOg  [M+H]*  256.0816 256.0814 -0.59 256.080 9,238.070 3,133.049 6,124.039 5,97.028 9
15 1.40 FER=HE CisH306  [M+Na]® 5271583 527.1583  0.02  527.158 6,365. 105 3,347. 094 7
16 1.46 1AM CeHsNO,  [M+H]* 1240393 124.0396  2.26  124.039 5,96.044 8,80. 050 0
17 1.70 SAumth CeHgN,0  [M+H]*  123.0553 123.0556  2.11  123.055 4,123. 044 6,95. 049 6,80. 050 1
18 2.09 Jii53kR CeHeOg [M-H]~ 173.009 2 173.0079 -7.05 173.080 5,129.017 9,111.007 4,85. 028 1
19 19.02 1,3-ZWnMEREZ T CHyOp,  [M-H]™ 5151195 5151187  -1.65  515.119 3,353,087 2,191. 055 1,179. 033 9,135. 043 8
20 19.16 SEM T CyoH30ps  [M-H]™  623.1981 623.1972 -1.52  623.1979,501. 184 1,203,368 4,161. 023 2,113.023 3
21 19.23 O ZH CgH140,  [M+HCOO]™ 187.0976 187.0966 =5.45 187.096 6,125.095 9
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22 19.91 4,5-ZWHEBEL TR Costpg0p  [M-H]™  515.1195 5151188  -1.44  515.118 5,353.087 1,191.055 1,179. 033 8,135. 043 8
23 20.13 43T IL-4-0-B- M CyuH,0,6 [M+HCOO]™ 7412611 7412612 0.07  741.266 7,695.255 5,341. 107 3,221. 066 0,179. 055 0
T
24 20.39 ity CosH3p013  [M-H]™  539.1770 539.176 7  -0.65  539.176 6,377.123 6,307. 081 9,275. 091 5,149. 023 2
25 20.42 3-HUA IR CgHg0, [M+H]*  137.0597 137.0599  1.46 137.059 8,119.049 3,109. 065 3,94. 042 2,91.054 8
26 20.51 4,5-0-"MNEMEIEZE TR CoHp0py  [M-H]™ 5291352 5291348 -0.64  529.134 2,367. 103 2,305.303 0,193. 049 7
R
27 20.60 N-FB% e CoHpN,04  [M+H]*  353.1496 353.1496  0.06 353.149 5,177.054 7,145.028 5
28 20.94 4B HIk CgHy0,  [M+H-H,0]" 1210654 121.0651 -2.48 121.0652,103.054 8,93.070 5
29 21.22 WIMERR 218 €, H,,0, [M-H]™  207.0663 207.0653 -4.73  207.0655,179.034 0,161.023 2,135.043 9
30 21.24 RA-4-BEFE2-THi CoH 1404 [M-H]" 1711027 171.1015  -7.13  171.101 5,153.090 7,127. 111 5,125.095 8,99. 080 2,
71.048 9
31 21.27 L-THMGE Copl0g  [M+H]* 4191700 419.1698 -0.48  419.166 1,401. 159 9,383. 148 0,369. 134 0,330. 109 8,
315.086 3
32 21.33 B-EAEHELS CyH3005  [M+HCOO]~ 395.2075 395.2096  5.31  396.213 9,395.210 2,349. 201 8,327. 217 7,96. 958 8
33 21.46 MMEE CyoHp0¢ [M+H-H,0]* 3411389 3411382 -2.14  341.1372,323.127 6,291. 101 8,271.096 8,217. 085 6,
187. 075 4
34 21.50 st CyoHyOg  [M+H]*  357.1333 3571329 -0.95 357.1299,339.122 5,321. 111 9,307. 095 7,289. 085 8,
261.090 9
35 21.70 HHAEE €, Hs04 [M+H]*  187.0390 187.039 1 .64 187.0392,143.049 3
36 21.95 sty L) CysHpOg  [M+HCOO]™ 947.4857 947.4859  0.17  947.485 1,901.480 2,739.427 9,101.023 0,89.023 1,
710125
37 22.06 SHMIEE C,,HO, [M+H]*  187.0390 187.0391  0.59 187.0392,131.049 3
38 22.65 4-MEN-11B-FE-3,17- ) CoH,05 [M+H-H,0]* 285.1855 285.1847 -2.74 285.1855,267.175 1,249. 163 7,239. 179 7
39 23.07 KA CpHy03  [M+H]*  213.1485 213.1486  0.19  195.1379,159.116 9,149. 132 6,107. 085 9
40 23.55 6-F1AL-5-BEd-2- 1 CgH 0 [M+H-H,01* 109.1018 109.1016 -1.92  109. 101 6,81.070 6,67. 055 0,55. 054 9
41 25.22 5 Sk gy 1020 CyeH74058 [M+HCOO]™ 1023.44761023.4435 -4.02 1 023.4457,977.4390,917.416 8,795. 380 8,121. 028 2
42 25.99 20- K5 E KumEm 2 CyoH 504 [M-H]- 3311915 3311907 -2.26 331.2382,331.191 4,313.181 2
43 26.13 FAME IR ST CapHg04 [M-H]-  323.1289 323.1281 -2.41  323.1282,305.296 9,221. 081 4,203. 070 4,119. 048 7
44 27.50 FHVE NG S CyoH 50, [M-H]- 3211132 3201123  -2.87 321.1125,265.049 9
45 28.15 AR A CaoHa0, [M-H]™  323.1289 323.1280 -2.69 323.1282,305.283 1,221.081 1,203.070 2,159.080 0,
119.048 9
46 28.36 L CigHy0,  [M+NH,]*  302.3054 302.3053 -0.13  303.308 7,302.305 6
47 29.32 iXHETF B CyHeOpy  [M+NH,]*  798.4634 798.4644  1.19  663.3754,603.354 2,473.290 6,373.237 8,313.216 3,
113.060 1
48 29.43 FMF MR /RE CooH 004 [M-H]™  323.1289 323.1280 -2.79 323.128 1,305.294 2,221.080 9,203.070 3,119. 049 0
49 29.52 HMEIEE CaoH 405 [M-H]™ 3350925 3350020 -1.40 335.091 8,312.027 4,280.036 1
50 30.40 §E L 1022 Culg0yy [M+H-H,0]* 797.4113 797.4119  0.79  675.375 1,311.200 5,293. 190 1,145. 086 2,113. 060 2
51 30.47 SethiREA /R CaoHa0, [M-H]-  323.1289 323.1280 -2.82  323.1282,221.081 1,203.070 3,119. 048 8
52 30.69 JEXHESF HI?) CpHgOp  [M+NH,]* 8124791 812.4801  1.21  491.301 5,389.232 4,347. 221 5,329. 211 2,145. 086 2
53 31.02 [l C,5H,,0 [M+H]*  219.1743 219.1746  1.37 219.1747,161.133 1,131.085 8
54 31.23 WA HM CysH,604 [M-H]-  389.1758 389.1750 -2.11  389.1751,305.262 9,320. 103 4,303. 102 0,277. 049 8,
265.050 0
55 33.61 #HITH CigH3,0,  [M+NH,]*  300.2897 300.2896 -0.50  300.290 0,283.263 3,62. 060 8
56 33.72 REAABEH AR CigH3sNO;  [M-H]- 312.2544 312.2539  -1.57  312.254 2,305.280 8,209. 094 2,74. 023 4
57 33.90 2-%FEAENHEA C16H20; [M-H]™  271.2279 271.2276 -0.96 271.2275,225.221 7
58 34.12 2-JMBENEH: R CyHyNO;  [M-H]™  338.270 1 338.2696 -1.45 339.1256,338.269 8,116.927 2,74.023 5
59 34.26 HAEE CyHs0,  [M+H]* 3072632 307.2633  0.59  307.262 3,261.221 6,243.211 2,137. 133 2,123. 117 0
60 34.28 FrARL) Cols0,  [M+H]*  303.2319 303.2321  0.73  303.2312,257.226 1,208.543 8,149. 132 6,135. 117 3,

123.117 3

3.2 iR fgniz
3.2.1 mRZE

JEH, B2 A IRERE
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L&Y 45 ], HAR B FE] S 28,15 min,
B F BT B HESr 5 IR m/z 323.128 0
[M-H]™, #EMHA 7208 C,0H,0 0, ST BT
W% A RDA 244, 15 E18 F 5+ m/z 203.070 2,
ks Fe—4rF CO, 155 m/z 159.080 0, Ff2k 3=
—3F C,H, 58 m/z 119. 048 9, FET iR A 4T
KT T R R RORS VSRS, HELZ AL SN
MR AR, H RSB B R T RERY
SRR 2,

1007 .
801 L~
60
407 e
201

201 ’

401
60 1
80
100 1

AR BRIE /%

0 50 100 150 200 250 300 350 400
mlz

2 HEBEZRRERGI L ER TR RBRE

R 54 PR BRI E]A 31. 23 min, B 7
K FHIMEST T3 F 18 A m/z 389.175 0 [M-H] ™,
A>T CpsHy 0, 0 HEST T B TR T2 — 7
T C,0, A3 EIHER BT m/z 320. 103 4, FEMEE—2
¥ H,0 3 C,H, AW R B+ m/z 303.102 0,
265.050 0, KT IR 2@ AT R AT — QBTG v
MRS HEVE R, HENNZAL S Y i R A 5, H
B AGT Ho I K mT RE ) AR AR UL IR 3

1007
801
601
401
0 -‘\ Jzg:
204 "

40
601
801
1001

AAXTBRIE /%

0 50 100 150 200 250 300 350 400
mlz

3 RHBREEMR - HRIERER L E R T RERE

3.2.2 BRWERE R -EENYH3IAHEERE
e (Ce-Cy) MBI GY, TEmBemifE T o &k
CO. CO,. CH, ZrhVErER

LALEY) 19 ], AR B IR 19. 02 min,

TR T B HE S T8 FIEN m/z 515.118 7
[M-H] ", #EH3Fh C5H,,0,. HESFET
W e F2 — 4y 7 CH,0,, 15 F W BT m/z
353.087 2, &k F—4rF C,H 04 B C,H,,05 17
F m/z 191.055 1, 179.033 9, T iR AT H
AT R ERE A RS MEDC G, SN AL AN
1, 3-ZWMMEREZE 7R, g a4 0 L R RN
A] REAY LR IR IR UL 4,

w X AT

Ve " - C o ”{5 Y 4 fs
60 L TPy A ) :

i A
40 X
20 I

0 SR

20

40
60
80
100

FAXFBRAE /%

0 50 100 150 200 250 300 350 400 450 500 550 600
mlz

B4 1, 3-ZUHEEE TER KBRS L E R TR
MR R

&Y 29 BILERIETE R 21. 22 min, 672 FA5
X TFRHESS T8 TSN [M-H]™ m/z 207.065 3,
P HAFh €, H,0,, S FETIE [M-H]”
KE—4F CH,, SRR EF m/z 179.034 0,
YL F R —F H,0 155 m/z 161.023 2, FR 2%
—/3 T CHO 183 m/z 135.043 9, T iR 2 @47
KT T R R RO VSRS, HELZ AL SN
WNMERR 2.8, FE TSR GO0 H B FTAT i ) 24
WIS,

100 4 —

ojlf A .

80 ] o, N NjQA)k{\
I

601 U%
40 o YT
o] — e
201
401
601
801
1001

AT IREE /%

0 50 100 150 200 250 300
mlz

B 5 UIHEER Z Bs — R BUE SRR L B R AT R RABIE 2

3.2.3 e SRALE Y R A R AT,
A 8 B W B R e ST, SO i
Wi, H,0, CO &5 P2 yifli 28 i 32 22 2R it
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RHIE,
DIAEEY) 24 ), AR B IHE] DY 20. 39 min,
AR T WUES 7 8 1l m/z 539.176 7
[M-H]™, #fEmHESFXH C,H,0,, HESFET
W 2 — o TR AP B F 5 T m/z 377. 123 6,
R E—4rF C,H0 53] m/z 307.081 9, T I
R RRAT AT R S HEDC I, T4 A
SCHR [17] A S P R O v 1, g
TGO LU RN AT RE Y SRR A2 DL 6.,
o e B
601 y LA
40 P Non

[=1

207
404
604
801
100

AT IREE /%

0 50 100 150 200 250 300 350 400 450 500 550 600
mlz

Elo6 WBEHE-HBUEREGX LERTRHRRBER

LAY 60 HILE R I E] N 34. 28 min, IF & F15
KT HIMED T3 F IR m/z 303.232 1 [M+H]",
FEMH 720 CHy 0,0 WS TR ik £ —7)
F CH,0, 2/ H B F m/z 257.221 6, 4kekJk 2
—F CH, 185 m/z 149.132 6, HAkE—0T
CH, 58| m/z 135. 117 3, BT+ Lk @17 i1y
RS A RS VS S, 456 SCEk [25]
AL AP AT, H G s BE g0t e Fnml

RERY R IRAR ILIE 7,
100 . e
o] W sallN s JSecng
401 \/:;[\/ 8 “

.

of——t- ] ’ ‘

[
20 ‘
40- 147132
60 i
80
100 ]

AR EREE/ %

0 50 100 150 200 250 300 350 400
mlz

B7 WMER-KZRERGETEERTREARRBRE

3.2.4 A fe @ Rl hat e IR A
Yy, BAEA RIS APLIRIE . QM MRS

PMEEY 6 S, HARBEETE D 0. 83 min, 1E
HPEAATWHESF B FIEN [M+Na] m/z
527.158 2, HEMFLA TN C H, 060 S TET
W [ M+Na ' —orFHi%hE, H30ER & m/z
365.105 2, WiZE—4rF H,0 153m/z 347.094 7, i
JB 25— F RENEAS 3 m/z 203.052 7, FEMEEE—4)
F H,0 15%8] m/z 185. 042 2, 3&TF b @it At
T GBS B RS HEDC D, I & R i
G YIRS =0, BTk B 500 Lu TR AT g Y 24
fifi e WLIE 8,

100 %ﬁ w“
80 o Paw
p £ 706 &

|

20 Ny ng

y Neodn
0 A N2

?] P
20 JW
40
60
80
100

AR R BE /%

0 S0 100 150 200 250 300 350 400 450 500 3550 600
mlz

B8 M=#E_RFERGELERIRNRBRE

&4 16 (IR R BT IE] 4 1. 46 min, 1E B 4%
K TFAWED T3 T15 R m/z 124.039 6 [M+H]",
HEMHAY TR K CHNO,, HEZRIERE T4
m/z 96.044 8 M+H-H,0]" .80.050 0[ M+H-CO, "
BT LR AT AT TS IR R BRG TE DL,
HEMRZAL S W RIS PR IR , L = s 5i
1806 L IETRT AT RE Y 24 iR 78 ILIRT 9,

100 4 s
“ O =" |-
20 ssho1 sofus

0 L |

= 20
2 40
60
801
1004

BRI /%

i
[ osbuso

0 50 100 150 200
m/z

B9 JRER—RRIERER L E R AT RE R RARIE

4 Wit5%ie

AMH5E K H UPLC-Q-Exactive Orbitrap HRMS 4%
A HEYIRSRT ) UPLC-HRMS B, M & Rkt
YETRE) 60 Py, $RTF T EHERME, JUHAE
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DX G R 43 S Aa A T ELAT B S A

TESERRAHT IS AR, ARSI TR o0 S48
PRA AR 5 o3 5 e LA B X 4%, ol 4 N4
IR [R) 3 S 4 A S i Bl — S B (43, 1y =
26.13 min) | fhEHJE A B (45, 1, =28.15
min) | A HE A 7K i (48, 1,=29.43 min) , kb
BREARE (51, t,=30.47 min) B2 FREH
CyoHy0,, TUESFAL T B HAT FUA B B m/z
323.12 [M-H]™, %k kM m/z 119.04,
203.07, 305.25 AU+, {EEAL G iR 7 ik
Gy, T a5 AR v oG B 8 £ B N ) T
FEXt, REMER X EATE B PR A R AR,
T SERAE 52 4 B i i R E R e PR, RTI R 2E 1,
3-TNMEREZE TR (19, 1, =19.02 min) 54, 5-
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