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Orbitrap-MS ¥, o} 1 W R I 2 it TP A2 AT R4 HEAT A0 HT
VLA HAER 3 B VR T P B il AR DG BT & 42 il A

WERFE BE 0 FE A,
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L1 AXEE SO A -0 B s 0 0 o3 16 A

(£ Thermo 2] ) 5 TYXHI BB FER % 1Y ( LB RTAH
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B2EAUES A PR A 7)) 5 AG 22331 Hamburg EL2S B0 W 45 WL
(781E Eppendorf A H]) ,

1.2 RA5%y EEEERE (IS 170102, FHk—
2D ERARRAT]) ; R ELFHEZM (CMC-Na, 507
4fi, 8 Sigma 2~ Hl); BESF HE (4S5 MUST-
19061412) . 11 Z5 By (4lt*5 MUST-19092510) . 4 f£ &
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T, AR, ENMERESE T d, ARSI TPEEZ
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2 FHik

2.1 kb A&

2,11 HEKHES REERERASNAEYHR 3.0, WA
100 mL 75% FF BEHE A5 H2 B 30 min, 3 500 r/min 50> 20 min,
WEWEW, KIRZETER, REMPEERE S mL &l
H,00.22 wm BALIENRILUE, BIAY,

2,12 XEHER WEERRERFEE, LR,
R, WEFFXNBEGEE, FREASE 10 mL ®HT,
TR EE A WAl AR R R
B 1.0 o/L 459, B 100 wL, HEEAZE 10 mL &
AT, 0.22 pum AFLUERS S IE, BIAS

2.2 fFAARE BUORE 10 2, MG S AL, 4
2y, B S K, AZyni 12 hake, Jmnl g sikok, 4
KB E BT 3. 83 g/kg EEIEFEMEICHE CMC-Na 1R E W

M T ARG RS H 5 ARE), = HARRES 75 M
K, BIps 1R, #L3d, TRREZE 0, 3, 6,
9, 12 h HRAER M4 1 mL, ###& 30 min, 4 °C, 3 500 r/min
B0 15 min, RN, T-80 C VKA IRTE,

K BRI VORI R, 2200 wL IR A, 153
1000 wL M3, JA 3 fEEFEE, WHERS 1 min J5 4 C
13 000 r/min #.0> 15 min, B EERK, ESBEOKRFET,
FRIN 100 pL B B AR, WHEIRAT 1 min, 4 C . 13 000
/minE.0 15 min, B EIEW, BIfE,

2.3 UPLC-QE-Orbitrap-MS %1

2.3.1 f{4%  Waters ACQUITY UPLC HSS T3 f& i #
(100 mmx2.1 mm, 1.8 um); WIAHZHE (A) /K (B),
BEEEVENE (0~ 13 min, 1% ~25% A; 13 ~21 min, 25% ~
35% A; 21 ~28 min, 35% ~ 85% A; 28 ~ 30 min, 85% ~
100% A) ; RFM & 0.2 mL/min; FEI& 30 °C; Kl 3 K
203 nm; #FFEE 3 pL,

2.3.2 JhiE EBIEETE, EAE TR, 3
JiE i [l 100~1 500 Da; fif##figsR (CE) 30~60 V; 250
ZHE 5500 V; EEFNREE 500 C; 8RR 35 arb;
AR 10 arb; PRl URIRIUR 450 (DDA), Xt
BFIEEE KT 5 000 AYRTIRE THEAT MS/MS R4,

2.4 HAESMFFE R Xealibur 3.2 Hefk, PIZS I
PRI IR I3 A A P VR 4, R A B B S s S
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B2k . =GR v, R ROk BB R . EENZE
SR, RIERER IR Y) . S A . 2 E
FIEREFRR TS FREWE 1, Rl %
ELRNFE 1~2,

3.1 RAERSEZ

3011 BieZds SEEESR 1A, BREY 1, R

45.97 min, BEEAIRMEEIR, DB PR WS TR

4 179.033 9 [M-H]™, 4+F XK CHO,, BHETF m/z

151. 039 6 4> 85 1/ 28 Da, IR FE%—4F CO

fiEfS, BEABET m/z 135.048 8 LSy T8 T/ 44 Da, #E

MR ER—4rF CO, Fifs, HENMILEY 1 B RRIEY I,

45 4TI B 431 4 22 SRR
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B1 EABEFEATHERESTFRE
=1 EUEREYERTEN MRS
T tg/min & a3 Fx 2 (x107°) BEEF m/z WRET m/z
1 5.97 WM R CoHg0, 4.26 179.033 9 [M-H]~ 151.039 6,135.048 8
2 9.16 HEHF D CyrHyp 0y 0.73 685.219 4 [M-H]~ 667.203 7,505. 157 0,179. 055 9
3 9.28 Al ot Cy Hy,0 1.15 523.166 6 [M-H]~ 505. 157 1,343.102 8,179. 052 8
4 11. 04 frxaaN ey Cy5H,, 049 -0.72 347.1339 [M-H]~ 329.123 1,167.070 6
5 11.52 WitiE C,sH 004 5.29 317.030 9 [M-H]~ 289. 019 5,163.003 2,151. 003 2
6 12.63 EHRAME  CyuHi0ps 0.25 623.198 7 [M-H]~ 461.167 7,179. 034 2,161. 024 1
7 16. 74 Hrig C,sH,,0, 1.27 255.067 3 [M-H]~ 153.019 8,135.009 2,119. 050 2
8 17.02 HOHE C6H,,05 5.05 283.061 6 [M-H]~ 268. 038 1,135.008 0,119. 946 0
9 17.04 EEREEI*  CeHp,0s 0.53 285.076 5 [M+H]* 270. 052 9,257.049 8,137.023 5
10 18.05 iz 2 C,5H,00, -0.11 301.036 1 [M-H]~ 273.040 3,151.003 2,107. 013 3
11 19.29 A B Cy Hpy O, -0.95 315.051 2 [M-H]~ 300. 027 9,151. 003 2
12 19. 43 iz C,5sH,004 1.93 285.040 9 [M-H]~ 257.046 2,151. 003 2,133. 023 4
13 19. 83 P CyHgO,, -0.93 807.452 3 [M+Na]* 627. 389 4,495. 346 1,335.095 6
14 20.93 AR C,5H,004 -2.73 285.041 0 [M-H]~ 257.047 8,151. 002 8,133. 027 2
15 21.25 S CsH,,0, 0.68 269.081 7 [M+H]* 254.057 4,237.054 9,137.003 4
T R R L XS
F2 EEREERENMREXS
e tg/min  JFEMEEY R SF SRR = HEF m/z W EF m/z
M1 5.75 Wik CyoH,00s5 BRI, B L 209.044 9 [M-H]~ 179. 034 2,135. 046 0
M2 7.92 IR R Cy1Hy 05 ik 221.058 1 [M-H]"~ 179.038 1,151.039 9,135. 049 2
M3 2.61 HER CsH,,0,8 TR MRt 335.007 3 [M-H]~ 255. 050 3,227. 065 3
M4 11.43 HEzER CisHy, 05 Ak 271.050 5 [M-H]~ 243.069 2,135.010 6
M5 19. 49 HER Ci5H,006 ZIREHAL 287.040 9 [M-H]"~ 151.039 9,135.010 9
M6 10.39  EHEFEM  CisH04S I BRI 351.017 8 [M+H]* 257.080 9,137. 024 4
M7 15.27 TEREE  CsH, 05 EHHEA 271.086 7 [M+H]* 243.072 7,137.024 0
M8 20.93 EEFHA]  CH,0, ES 44 269.081 5 [M+H]* 254.057 7,137.033 4
M9 10. 48 VNN Cy5H,0g TR 317.030 2 [M-H]~ 299. 020 2,151. 003 6
M10 19.75 ARIREER CiH 1,04 AL B L 315.051 4 [M-H] "~ 300. 028 9,146. 965 2,151. 003 2
M11 21.93 N Ci5Hy0; A 301.0359 [M-H]~ 273. 136 0,241. 0506,151. 003 1
M12 10.91 Witz % CysHy(Og Al 317.030 6 [M-H] "~ 255.029 6,151. 003 4
M13 19.51 Mt R Ci5H,006 LRI 285.040 9 [M-H]~ 255.029 6,151.003 1
M4 19. 89 Wiz 2% CisH, 0, LIE-1a 315.051 1 [M-H]"~ 300. 028 0,135. 008 0,151. 003 4
M15 12.29 TR R CisHy04 LA, RFEEME 301.0359 [M-H]~ 273.041 0,257. 045 8,135. 023 7
M16 17.05 PARIER CygH,, 05 BRELAE 285.076 4 [M+H]* 225.054 0,214. 063 0,137.024 0
M17 19. 69 TR Ci5H,006 EHIEA, kBRI 285.040 9 [M-H]™ 257.045 6,135.023 4
M18 20. 12 TR CgH}, 0, = FEIRAL 315.050 8 [M-H]~ 300. 028 0,271. 024 1,151.003 1
M19 17.04 TN ) Ci6H,, 05 LA, WAL 283.061 6 [M-H]"~ 268. 038 1,240. 042 5,151. 003 2
M20 27.94 R C35Hy5; 04 It s A R Ak 623.400 6 [M+H]* 487.344 2 ,147.047 3
M21 27.37 WA C36Hs50049 A RE AL 675.505 7 [M+Na]* 627.374 7,487.342 4
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2%t B LE X PR B B ) RSO Ao W A
REEFEI, LA, AR, UG W 9 A, #
ATFETH m/z285.076 5 [M+H]", F5 15 Da B3I K
BT m/z 270.052 9, HEM B CH,, 2k 28 Da 1534 F
BT m/z 257.049 8, HEWI I CO, % RDA 2L 2 W15
FIWER BT m/z 137.023 5, BT HE 9 0% WLE 4,
ARSI AR ILIE 5, ARG LA SR A 245 & SCok e A s
SER, BEEHRIHAL 6 IR EY
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285076 5

270.052 9
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L i

T
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o) a N
| 0

m/z285.076 5

o m/z137.023 5 ®
\ HO “l+H
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OH
O

\
m/z257.049 8

B5 ERREMUERMBERRZ

KR, (REENE K 19. 83 min, FE TR THEST
BN m/z 807.452 3 [M+Na ", B BT m/z 627.389 4
FLifESrF B F/0 180 Da, AEKR—4F H,0, —4r FH%H
BEIL ) FEH BT m/z 495.346 1 WHE R B F m/z 627.389 4
2132 Da, MUKEEER—rFARWER, (L&Y 13 Z Rk
WE 6, nIReR MR ILE 7,

[M+NaJ"
807.4523

335.095 6

120.760 8191.819 5 245.062 1 366.4233 495346 1527 420 5506.200 0 6273894
T T T T - - -
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3.2.1 WmHERR  ARE RIS SRS R A SR Y B R
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TR K SCik (137, D el iR e 1 oy vl Be i AR s R A
REe, Wb, ok, BARWLE 8, DI M2
B, CREABSIEI, 7.92 min, HEFHT HES TR 7R
m/z221.058 1 [M-H] ™, W& F m/z179.038 1 55+
B FHH2% 42 Da, m/z 179.038 1 RUNHERR7E 11 35 FHE TR
PSR REES -, AR M2 i HE R 2 BE 1k A 7
GEETER BT m/z 151.039 9 4 m/z 179. 038 1 HhdEE Kk —
5T CO Fifg, R ET m/z 135.049 2 4 m/z 179.038 1
PEER—7F CO, B, HEMACH M2 JyumHERR 2 B ik
BT, AR M2 FIMERR /5 £ 8 TR 1Y MS/MS iR
55U 9, FIReR AR UL 10,

HU/%&AOH% L {E?/\imj{()%{ﬁ M(E/v?\o{omx
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miz 221,058 1 miz 179.038 1 > H
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HES T BT m/z 285.041 0 [M-H] £ 7 16 Da, I A]HE>
RBERZIAY; W FEFH m/z301.035 9 FK—
T COBBIER BT m/z 273.136 0, E%K—4T €O, 14
BB BF m/z 241.050 6, LY M11 A B E Y A
Az RDA ZUR B HERE F B 5 m/z 151,003 1, JH g AR 2
RRAFREARB Y, HHTARBRREREH T AN, B
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