B

‘P 15 #EYT (BT). BAERRHERRITEDS R
HBUER S 730K
1 SEH

ARIPFERE T &M ISFET (BT BBk S LRSS AT A s SAUA (¥ B0 0 A3 K v 23
Jo % 5 P A8 T i

RIPEERI TR BER . ROk, Sk, MR, 2SR SR Ry e AR VBCSE 7 2 A By K
By T WS T Y T XCE T WP T XCER T O R T WA O B T
SHAHEER T . 6- WM T S-E M T S-FUOWEE T XD T XU T BERRER 15 R
FR T P 5E

2R3

BUFE R P SR, 1085, BB (v R 1B 7 B DI A S PR uURE SR oA i 1O £
BN Ia) . — 2R B B AN — st 1A, BEAT H AR E VI E o

3 EASHE

BrAE B A W, AT7vERT AR A A4l KONFF S GB/T 668281 58 ) — 2K .

3.1 iKF

3.1.1 ZJi5 (CHCN) : faiffaf,

3.1.2 H{g (HCOOH) : fuiftafi,

3.1.3 HIEE (CH:OH) : foiffali,

3.1.4 HfE (CH;0H) -

3.2 AFIECH!

3.2.1 01%HER/KEW: BB mLERE (3.1.2) , FH/AKMBEZE1000mL, FJERE (3.5.1) ijE.
3.2.2 WELKEBEW (1+1) : HHEE (3.1.3) S/KEERFRE .

3.3 FtnEMm

Bk, By ] (X4 BT WS T SN T (X4 WA A8 T WM T .
BEEMY T XCAAREE T SCACH B T = AFBE T . 6-8AAm T 5-8H T . 5-&
MEEE T (X4 4-F0EEm 1O Wy T XD T ESERES 15 R b fh 4 =98%, o4t
B ZANE H 42 TR AV TR AR E & o ARiE S IR SC R RR S LA R CAS 5 K TREER
DB SR A
3.4 FRERIKECH



3.4.1 FrEMERIEH] (100 ug/mL)

A3 MHERIAR B SRR UESD (3.3) %10 mg CHEWIZ0.01 mg) , FZME (3.1.1) ¥R, #5100
mLAREMY, HAWE (3.1.1) @RE2ZE, #B5, BRIKREN100 pg/mLirfEfE &R, -18°CliEt
WAE, ARIHIANH .

3.4.2 REMELERMECH (1 pg/mL)

Iy MHERE B HEGE 2 W) (3.4.1) &1 mLT 100 mLAESEIR S, FIHEKER (1+1) (3.2.2)
ERBZNE, Y, BRIKENT ng/mLEIRAFRHE TAER . SRS Ma 17 0 G 1) 2208 2 .
WL B .

3.5 #Hy

3.5.1 fALUEME: 0.22 um, ZKHIAL,
3.5.2 THFLIEME: 0.22 pm, HHLFHAL,
3.5.3 HEH.LE: 50mL.

3.5.4 #Z&Ei: 50mL. 100 mL.

4 UFBBFNEE

4.1 WA EIERE PR REN, RO RIS (ESD BT, %220 000(m/25% 1200, %Y
%% (FWHM) if).

2 o RF EE040.01 mghll mg.

KL

SH L.

Bl Fi#E>24 000 r/min.

R R A ThER2500 W, #i%237 kHz.

N
o OO~ W

5 DHTR

5.1 HEHIE

5.1.1 ERtRR, R, Zik. . X B
AR R AL 120 gl 3R GRARIRT20 gl , (R BENLI RS, FE40IR 2.
5.1.2 8%
BURRMEARE 20 gl &3l kE GRUFEIRT20 gith) , FHSIRMLAI, 78R
5.1.3 IKE
HUARRMEARE 5120 gl A iBilAE GRFHMRT20 gD, BIREFRSNAEW IS, RETIH, 5
WNED IR
5.1.4 J&ARTRR OR&
B VAL Fh20 gl il kE GRFEIRT20 gl , iR A .
5.2 IRAERNIE

HERIARELL gilFE ORE#3420.001 g) B F50 mLEFE RO (3.5.3) 1, MA40 mLHEE (3.1.4),
HAEHRIUS min, AHE I, T4 000 /min 05 min, iR ES0 mLARIE (3.54)
i, FAHEE (3.1.4) EHFRZIE, B BUEE RGBT MILIERL (3.5.2) I8, MR4EbREkEH
R KVE (1+1) (3.2.2) W&E4FB:, FRlE.



5.3 XEBFEEFH

5.3.1 RHEBEIESEEZH
WA S5 % F T
a) i CisifAE, 75 mmx3.0mm (N42) , 2.7 um, BPEREAH 23
b) WEIM: AFN 0.1%FBRKER (3.2.1) , BHANLKEE (3.1.1) , BEEEL 44 E 1.
=1 R B R

BEEERS [A)/min | WBIAH A/% | UEIHE B/%
0 95 5
15 2 98
17 2 98
17.5 95 5
20 95 5

¢) ViiE: 0.4 mL/min;

d) FEiR: 30 °C;

e) FHFEE: 5uL.

5.3.2 [RikSE &M

[ 22 AR

a) HE: HBEHEE (ESD ;

b) K= MS/MS Bl

o Hf A EE T

d BHMERE: 5000 V;

e) TSI 325 °C;

£) FHEAME: 12 L/min;

g) FEWAETT: 345 kPa;

h) BIREE: 375°C 5 S E: 12 L/min.

5.4 EMNE
5.4.1 TH&

FIRAAR B H AT (5.3) MEIRAPRUE TAEM (3.4.2) ARRFRER (5.2), k&b &t
UG R B B ) e 2 v o MR RE A R i (BRELE>3) , SRR E TAER AN AL S
VIR LR B I ) — 8 (R ZAE£2.5% 2 ), HHMES TR R ED 2 DT EW A SR
A7 EE A R ZE A E Ty 2+ (<10 ppm) , ATACATHE BISEABAPE LS 5, ZABE T A

BUB R GARE TR (3.4.2) FEFE TR G OR B B[R] . BEES + RORE B oA Lk . &2/
2AFEW BT IRSF A L, AT BA & Sl i i ik (EE>3),
52WE 1) B R AE Y A R 0 € il e O B IR IA]— B0 R W ZE 7E42.5% 2 WD, IF HLifE
ST ET KA 2 A FER RS TR AT AR ZE A E T2 (<10 ppm) , ATACATE
ERISERABIPES R, AT
5.4.2 HA



55 1R 35 R A (R BRAR T B 2 R, 4% 5.2 AR &%, e 2 AR AT . R SEqLl B
FRYDIFRAEAE £ (3.4.1) T, AT AREFUEBMEINRES, BRCSHE G B AR B8 1)
1 25 J0T UC AR 7 VA R

FIRANAR S A (5.3) WE 2 285 VT RC AR S VORI, sl & 0 ) (i Ve £k
R[] & 2 i B Sl i e R il e (B EE>3), 5723 1 2o D 0 b o o Y VR P AR IR AL
Y EIEIELLE, [5G A E KR, AT H &) .

(1) {REBBFIE): AHXH 22 RAS K T42.5%.

(2) —REBZRFIEFREERME: — ST EED 2 N T BT RS0 5 far L AR X 2
B E 2 H (S5ppm) 3 24 m/z<200 B, A28 <1 mDa.

(3) ML [FIfLZIE AT N — 5, RS0 Tfar LU B AT & Bk T B e P 2K .

(4) BRENEFEEL: /0 2 3B AN E 7T FE R EA - R 2 e e .

2 EHRMARBENBFEENRARIFRE

AEXT B TR % >50 >20~50 >10~20 <10
FVFAENS 22/ % +20 +25 +30 +50
WA A Y, K AT I A SR SR AR 56 T 1 BIS201701 SE BIGE , XUEE Y T A 4 MR A i kb FE 4G 56
7715 BIS202209 sE #ME, MAE T a4z Mg K (2023) 95 St 1 &N E. HRibE
AR FIRTER L E B TTE, FEEIR GB 5009.295 347 7E A -

HEFA A AR A IR, W R ILEAL S A2 BB 15 Mk &), (B E 5% 3
PR ERE T B — 80, N AT RE N T By BoR 2L Ne BT AR el s AR, s — D 454
Y%KE,

*3 BAUTHEREIRIHEMHIEFRET

4K BEA% FHIERE A BT
[N 225.0546, 197.0597
By T 224.0706, 196.0757

FAC: 242.0612,214.0663
FA%: 258.0316,230.0373, 54 ClRALM R DA

XA T
HAL: 301.9811,273.9862, J4%54& Br AN &0
AR: 349.9672, 321.9723
VST 240.0655, 212.0706

5.5 R
BEAIREESS, e 1% I8 FIREE D AT .

6 HBARYE. R4

MEEEN 1 g, EAMFUN S0mL B, YORL BER. RUR. EERASREER LA RE,
IR S5 70 B T rp 15 Al ik S B HHBR 9 1.0 mg/kgs MR BT Hh 15 Flib & 4 004G HY BR D 2.0
mg/kg.

ol = A7 03 i o a7/



BRBRSE 15 AlbRE i (1 SCAR R
® Al BEAF 15 MiRERNERER

MR A

(Hsett)

\h

EAEASE 15 MR ERIEKRER

PR 3T CAS SIHE AL,

Fs HCA R FELAR AFR CAS &
1 TR Phenolphthalein CaoH1404 77-09-8
2 BT Oxyphenisatine C20HsNO; 125-13-3
3 WS T Oxyphenisatine diacetate C24H9NOs 115-33-3
4 XA T Oxyphenisatine dipropionate CH23NOs | 2943075-86-1
5 MEm T Oxyphenisatin dihexylester C3H35NOs /
6 BB T Oxyphenisatin dienanthate C34H30NOs /
7 XEMH T Oxyphenisatin dioctanoate C36H43NOs /
8 WA FR T T Oxyphenisatin dicyclopropanecarboxylate C23H23NOs | 2943075-87-2
9 XA B T Oxyphenisatin dicyclohexanecarboxylate C34H35NOs /
10 = NS Oxyphenisatin tricyclopropanecarboxylate | Cs2H27NOs /
11 6- SR B T 6-Fluoro-oxyphenisatin dipropionate C26H22FNOs /
12 5-S T 5-Chloro-oxyphenisatine C2H14CINO; | 861070-76-0
13 5-ENEE T 5-Chloro-oxyphenisatin diacetate Ca4Hi5CINOs | 2910823-02-6
14 W T Bisoxatina CooHisNOs | 17692-24-9
15 YD T B Bisoxatina acetate C2HioNOs | 14008-48-1
T
H
EM T C3H3sNOs PEY T CasH3oNOs WM T Cs6HasNOs

XA B T C34H3sNOs

B T CHarNOs

o
N
o

0 ,
I

2
o S0

6-5 A T CasHuFNOs




Mi% B

(FRME)

EAEASF 15 MBS N HEIESERER

MRS 15 AL Bk, 7R WS TE 7. RERE. fEaE LT ERA S 25
S IFE B.1.

*®B.1 BEAFISHULSSIHRIESERER

e e s | TTET )RR AR FERIET (o)
(m/z) (min) QD)

1 [LATEIN Ca0H 1404 319.0965 5.6 20 225.0546, 197.0597, 141.0704
2 T C20H15sNOs 318.1125 5.1 20 224.0706, 196.0757, 168.0813
3 ST T C24H19NOs 402.1336 7.0 40 224.0706, 196.0757, 168.0813
4 WA T C26H23NOs 430.1649 8.0 40 224.0706, 196.0757, 168.0813
5 W T C3H3sNOs 514.2588 10.3 40 224.0706, 196.0757, 318.1130
6 WP T C34H39NOs 542.2901 10.8 40 224.0706, 196.0757, 318.1130
7 BEER T C36H43NOs 570.3214 11.2 40 224.0706, 196.0757, 318.1130
8 U T Y T C2sH23NOs 454.1649 8.1 20 224.0706, 196.0757, 292.0974
9 WU R T C34H3sNOs 538.2588 10.6 40 224.0706, 196.0757, 318.1130
10 N R T C3HaNOg 522.1911 9.6 40 224.0706, 196.0757, 358.1438
11 6- B T C26H22FNOs 448.1555 8.0 40 242.0612, 214.0663, 186.0714
12 S-S T CHuCINOs | 352.0735 5.6 20 258.0316, 230.0373, 223.0628
13 S-SR T C2HisCINOs | 436.0946 7.5 40 258.0316, 230.0373, 223.0628
14 BT CaoH1sNOy 334.1074 53 20 240.0655, 212.0706

15 BT BE IR C24H19NOs 418.1285 7.2 40 240.0655, 212.0706




Mis% C
(ERM)
REEERESERITRNEFeEBERS M RRIEE

15 ML SRR (1 pg/mL) AV € 8 05C i 7 B S B R 1 3 I LI Cu e
15 A SRR EE R (1 pg/mL) K& #F - 5 E ILE C.2.

x10 & |Cpd 45: C28 H23 N O5: +ESI EIC(453.1571, 454.1604, 454.1649, 455.1682 ) Scan Frag=400.0V 15HB-1000-4.d

-
|

u \

T T T v T T T T T 7 T 5 T T T
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
Counts vs. Acquisition Time (min)

E C.1 15 #MLEMinERR (1 pgml) KREEIERKSSPRIERINETaIEE

16




Library spectrum

Abundance

77.03830 141.06931
4.45
I

105.03290
2.12 4

.34
1

225.05400
100.00

197.05859
169.06390 9.21

2.92 ‘

60 70 80
m/z

90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290

Py K

Library spectrum
8 100 224.06949
2 100.00
2 80
a
2 60
40
20 167.07069 18607480
o 133 i Al
140 145 150 155 160 165 170 175 180 185 190 195 200 205 210 215 220 225 230 235 240 245 250
m/z
Library spectrum
8 224.46900
S 80 100.00
Tk
=
R
=<
40
196.07491
20 168.07961 15.16
o 2.77 |
140 150 160 170 180 190 200 210 220 230 240 250 260 270
m/z
n
XU T
Library spectrum
8 100 224.06981
2 100.00
2 80
a
2 60
40 196.07455
20 151.05304 168.07991 16.94
O 0.51 1.‘\69 . Il . Il
130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280
m/z
XN T
Library spectrum
8 100 224.07028
g 109.00
€ 80
=
E= I
40
20 43.05543 Lot 318.10565
6 2.90 0 1.01
20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z

e T




Library spectrum

8 10 224.07050
= | 100.00
o
| =]
4 - 196.07600
=1k 318.11359
2 1.33
07| T T T T T T T T T T T T
80 100 120 140 160 180 200 220 240 260 280 300 320 340 360
m/z
WUy T
Library spectrum
g 100 224.97008
s 100.00
<] 80
=
5 60
40
20l 57.07067 121.02564 196.07471 318.11462
2.98 2.09 4.48 6.55
‘ 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380
m/z
W T
Library spectrum
2 100 224.07065
s 100.00
€ 80
=
2 60
40
69.03431
20 14.18 115.05335 152.21037  196.07542 292é%%686 386.14069
o ! | 0.14 0.26 0.71 ‘ “ ‘ 1.07
20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
m/z
XA H el T
Library spectrum
@ 224.07060
= 80 100.00
o
S
2 601 83.08520
40.92
40|
20 55.05350 196.07620 318.11179
il 3.21 1.20
T T T T T T T T T T T T T T T T
20 40 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z

XA R T




Library spectrum

§ 80 224.07069
= 100.00
o
S 60
e
<€
40
20+ 196.07600 290.11710 3585-1848331
o 0.87 1.07 .
- T T T T T T T T T = T T T T T
120 140 160 180 200 220 240 260 280 300 320 340 360 380
m/z
I EEE T
Library spectrum
g 169 242.06200
_§ 14 100.00
5
2 124 214.06641
10 9.65
8+ 57.03270 186.07001
& 1.33 0.84
T T T T T T T T T T
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320
m/z
6- NI T
Library spectrum
g 258.02927
< 100 100.00
Tk
s 80
< 60
223.06406
40 31.11
20
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290
m/z
5-F T
Library spectrum
3 175
_(E 150
258.03110
5 125 100.00
< 100 223.06311 :
75 63.91
50 57.06788 85.04171 121.02052 167.06454 195.06047 279.99789
25 2.85 4.75 1.85 3.85 438 1.53
0 — . = e - : ‘
40 60 80 100 120 140 160 180 200 220 240 260 280 300
m/z

5-S Y T




Library spectrum

149 240.06560
120 g
100 100.00
80 212.07042
60 51.13

40
20
0

Abundance

65.03970 120.04420 184.07333
212 1.03 1.90 | |

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300
m/z

X T

Library spectrum

140
212.07137

120
100 100.00 240.06604
76.88

Abundance

20 65.03906 93.03385 184.07475
2.61 2.61 1.25 | |

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260
m/z

XUV T R R e

ElC2 15 MUEYIRERRIS DY REGEE

ZAREN SR VAR i N S RESTRY it A

ATPFEWAE AL T ER AR AT e T E AR RGO Wb R R 2 A
EALIOAT TTBE . KT A 2 iR g A I Fe e ) N RS 3 A N IE SR BT BR 4 7

FEEE N fME. BEB WE. T KEHRE. EL



