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RERETHMES) , CBM-20Alite (RFtHxHI2s) , LCMS-9030 HURAT ¥1TATIEIBTIE{Y, LabSolutionsVer.5.97

BIETELL, LabSolutions Insight Explore Ver. 3.7 BN 4,

1.2 ik

T iRt (PEIT ERR U FE R MH), MS RIBE.

1.3 HFmil&E

ViR 10.0 mg, BT 10 mL BEHF, MAKBERE

FRERANFRER TN BIELR, IKNBLEKIEIEFTS.

ZIEFHBEARE, 175, BS 1 mg/mL &R,
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1.4 DM

B
B E & : Shim-packXR-ODS I 150 mmX2.0 mml.D., 2.2 um, P/N:228-59910-91

mooB A T AFE-JK+10 mM BRERTZACEER+0.1%FRER; B 1B-285
Vi B 0.3mL/min oW R K1 220nm
O R R 25l wOB B X BERE, AREFIEL
= |m 1 40°C
* 1. BERRER
Time (min) Module Command Value

0.01 g B.Conc 3

1 ® B.Conc 3

6 £ B.Conc 15

8.5 £ B.Conc 30

9.5 £ B.Conc 30

9.51 £ B.Conc 90

10.5 £ B.Conc 90
ik s
7 - IR L ESI(H) £ O & E :300°C
B O B & : +45kV D L B E :25 °C
£ f® =S &S 30L/min m PR R E 1 400 °C
F B " &K 100L/min H # & =X : MS'm/z100-500
Jiji w8 =X 10.0L/min MS2m/z 80-500
F C V i@ : 4.500-5.600min JINE®& Wt $# B 2 : 38£17V

2. ER5HiE

DT RN ERE LC-UV B (B 2), 1 SN TREMEREIE, REEN 4523 min, 2. 3.
4 SERFR, WRAREREDSI/ 6.069. 7.976. 8.254 min. X 4 MEHEEKRYIFH ESHIELN, BIER
B—RMN_RUIEE,

mAU

220nm,4nm T‘

250+

200
150
100

50

T B B B B e L e e e e B A B e
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0min

2. VT RREEATAEmRRY LC-UV

12



B T RREEFIEHTT M, A LabSolutions Insight Explore X, X Z&mnfiEERSFE
PR ITERRIT R E R REME, ERE G LabSolutions Insight Explore 24, 1RIEFRISHY
KD —RMN RSN WLIRER, WD T RELEMIOESRIHE, HFSZRUNGHE, £30755% 3 D
WEY), BT RREMNEMRMUFIUR —REAER.

2.1 DT RREEIERENEHR

R T RN — UL EFABIM+H]HIEE B 240.1598, SEIWFZILIZEN 1.67 ppm, 05K 2 Ff
To B3 NEEEEFME, H/ LabSolutions Insight Explore X¥ —4k =23 ¥ TS E RS F B #HIT4
MR, EIME 4, 7T RREEHI — RIS A 4B 0E 5 Fimo

i [n§
11:240. 1598 (+) g
400000 S
%
300000 FE
1 2
200000
100000 S .
] ¥.5~5.6 min
AR
0 i
5 e B B s B e e B B 5 s s B S B s B s B s B s B S B
0.0 1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.0 10.0 11.0min
3. W TRREANERIEINE T RE
[F Assign - 2:MSMS(+)[240.2732] CE:11.0-45.0 RT:4.527 - 1 - O X
1 2-MSMS[+)[240 27321 CE:11.0-450 RT4.527 176ed!

14807590

; E
1524+ Assign
s

@]
= oad
) 10247 MOL File
i CIH12ND2 C13H20N0O2
R CBHIO 18 pom 077 ppm or
o o CTHT 2 i PR 7l
30637 nstppm | 4FRRM 166.08656 22214903 ,:‘
1 a10541g 12108497 ‘ ‘ @  Search
0] - Ll S]
0.0e0 L . ™ B B e B B B A S B % |
100 125 150 175 200 225 'ﬂ'
Intens... |Formulae ... | Char..| » Settings
(@] b hd v

@

= v T
33 166.08656 3206 |COHI12NO... | [+H]+ i -
34 204.13945 142 [C13H18NO + Results
# Formula Assign Score (.. 35 3521 | C13H20N... +
v v v 36 [24n1An1a 1100 |- e
C13 H22 N 03 52.0 [l ?
#1.C13H20 N 02 ]

O/Q/ C'\,fr\><
o]

4. LabSolutions Insight Explore 1A/ —h& Nt EeFEE A
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2:MSMS(+)[240.2732] CE:11.0-45.0 RT:4.527 1.76e4
/143_07590
8.0e3 - c?’\,N
7.0e3 - o : .
: [-H2] o \””><
6.0e3
) ol o
5.0e3 - \
: T o 0 .
40e3 - CO/ l "
] — 22214903
) 166.08656 \K
3.093-: c@
) = 12106497
2003 | wTemmrEr
! 9105418
] 120.08115 012009
1063 77.03838 N
] || | 204.13945
0-090-""|""|""|""!"""l'""'lll"l"|'"|""|""|I"|""|'"'|""|""|"
20 40 60 80 100 120 140 160 180 200 220 240 260 280 300
m/z
5. T RREE —RFERAER
x®2. WNTEREEEMTESLAR
No. &Y= R {REBY(E]/min PFI it m/z LPrm/z  BREWE/ppm  BEH m/z
222.1489
1 b T Rz 4523 C13H2NO3 240.1594  240.1598 1.67 166.0863
148.0757

2.2 3 1 BMEE

ZER 1 B—RRIEEIGNE 6 Fim. MS1 BigE4E Formula predictor FIM, 182193 F20/9 CisHisNOs,
[M+H]+I&79 254.1391, TWE 7, 5 TREMALLZT—1 0, LTRD H, DT RERNRERELN
. MS2 BUEEIFR LA 236 2 180 BVAHIEH ), MWMNEEKRT CiHs, RIFELEMHPIER A RAER
RE, HENVERSAEERRERREHR. A 162 1 134 P ERAFENEERLT CO, BEMPMNESE
N tH, RIPESMWELAETSEIMEEZNIGE b, 0 1 oSN ILE 8, BRI, LRI

?&E) %%ﬁﬁiﬂ% o

fi£F3 LabSolutions Insight Explore 2R, X &m0 PiFUEEIREFERH H#ITEWREN, TUE 9

Inten. (x100, 000)

100 240.[1600
0. 75
0. 50
1 254. 1391
0. 25
0. 0011400651 ‘1465"0‘75‘7 —180.0658  _  210.4v46 . . | 277.2284 | 3112336 3312146 ——
125.0 150. 0 175.0 200. 0 225.0 250. 0 275.0 300. 0 325.0 n/z

6. 1 —RSNHFIEE

14




= Score Pred. (M) Pred. m/z| Meas.m/z| Diff. (mDa‘l!on Oiff. (ppm) Iso Score DBE
| v v v v v v v v v v
96.50 | 253.131408 | 254.138685 | 254.139129 0444 [FECTENT-T N (M - H) - 1.7485 97.21 50

88.11| 253.132746 | 254.140022| 254.139129 -0.893 | C14 H15 N5 [(M+H)+ | 351 89.66| 100

7. Formula predictor FUNZ¥H 1 5F =

OH H
N\’<

OH
HO (@]
8. ¢ 1 A BEI L FE T
2:MSMS(+)[254.2537] CE:11.0-45.0 RT6.144 700e4
162.05515
7.0ed - o
| 2 C'_N
i MS ~ 1800657547 - 0
6.0e4 - . N*
] 00 7<
. 1 0" o 0
5.0e4 - E-HZ]
) T
0 0]
_ 0 y .
4.0e4 N o REIRIAE T
’ ~
A |
: ¢z N N7<
3.0e4 - I l CJ -
d [-H2]
2| s
2.0e4 - 0 o
| 10606520 134.06018
] 236.12870 v
1.0e4 7905423 254.13904
] 77.03852. \ |
O-Oeo-""l""l""I""|I"I|'I'I""!"'l'l""l"" R T e B R e T R T | e
20 40 60 80 100 120 140 160 180 200 220 240 260 280 300
m/z
9. & 1 —HKRIERHFESE
=
2.3 FH 2 EMEE

ZE P2 — R B E B 10Ff R MS1FRIEEIZ Formula predictorflill, 1§24 F09CasHaoN2Os,
[M+H]+1£79461.3016, WE1l, S5/ TRRED T3 CisHaNOs ABEL, ERTRIRER D T BRRE —BRIRBKEH
A%, BIREMVZEMITUILEIL2, HEMTEDY (RUMZGER) FrFaF,

fEALabSolutions Insight ExploreZX 4, 3t —Zkimn #ius ElR & FEE AT, TWE13.

1. olnten. (x100, 000)

461.[3016
1. 25

1. 00

1 231. 1541
0. 50

2{10. 1598
328. 2121 407. %
148.0760 1941171 | ‘ L 268.1545  310.2018 “‘344‘ 2280 _ A05.2389 443, 2911 || 485. 2833,

150 200 250 300 350 400 450 m/z
E10. P2 —FiE0) YiBuEE

0. 75
0. 254

0. 00

15



Charge: 1 v

# Score| Pred. (M) Pred. m/z| Meas. m/z| Diff. (mDa) m lon Diff. (ppm) Iso Score DBE
| v/ v v v | v N4 v | v v v
B86.70 | 460.293723 | 461.300999 | 461.301559 0.560 [M+H]+ 1.2139 85.87 8.0

2 | 31.39] 460.289700 | 461.206976 | 461.301559 4.583 | C21 H40 N4 O7 [M+HI+ | 9.9344 | 34.88 | 4.0

11. Formula predictor FUNZE 2 2373

OH
N\’<
N OH HO
H
>( \)\©\/\O
OH

12. Z%/R 2 FIRERI LA

2:MSMS(+)[461.4563] CE:11.0-45.0 RT:8.034 5.26e4
/148.07569 _
5.094_5 N\/\@C‘ XN\A@(' o
.| _ N
: o °
454 ] W<
] [-H2] @ 9 9
: o N “'J\g\ﬁa
40e4 ] \|<
1M Sz NVJ\Q[C . /q\/ >r )
3.5e4 - ° o
. [/ N
] ZYR2BIRE T
3.0e4 - 0
i 22214905 \
2.5e4 2 \|<
Z Lo o
! N (o
20e4 - \©i~ Z/ ~— \@i\o
] (o]
Z A 4 \ 4
] 46130159
15ed ] 6608613 240.15960
.| rd
1.0e4 ]
] 44329049
5.0e3 121.06491 3
: 120.0807
OOEO - v v v v II '4j 'l| v 1 v v v v 1 - v v v v 1 v v v v 1 v v v v 1 v v v v 1 v v v v 1 v v v v 1
50 100 150 200 250 300 350 400 450

m/z

El13. 2RISR E R
2.4 7B 3 BMEE

Z R — R EUEEWE 14FR. #4B3RIMSIEIEE+ m/z 238.1441, £Formula Predictorigifan ¥
IR M E 5 F A CisH1oNOs, TUEILS, EEEIEDT RIS, H164F136MRHERRFENEEKRT
CO, BEMFEENTER, RIPEANAIELREESTEIMEERNGE b, oIaENEENILEL6, HRTHE
(RUMNZIBR) F+EDo

fEFLabSolutions Insight Explore® i, Xt ik ER S FER H#HITEMMENT, WELT,

ten. (x100, 000)

238. 1441
1.50

1.25

ool e o b o=

118. 086K54. 0707 220. 1334 H
L |

0. 00" b——145.0761" 182 osg0 | 280.1008 272 2985 —431.2008 461. 3009

T T T T T T T T T T T
150 200 250 300 350 400 450 m/z

El4. ZEBEH—Re 0 HEE

16



Charge: 1 w

* | Score| Pred (M)|  Pred.myfz|  Mess.myfz|  Def. (mDw) GERETTEUT] lan O, (ppm) | Iso Score DBE
kL b T T T i T T b T
96.38 | 237136404 | 238143770 | 238144118 0.242 [SECICL - D (1 + H] + 1.46132 96.78 50
15. Formula predictor FluNZ:E 3 2 F =0
OH
H
N\’<
OH
H 0]
16. #:F1 3 AlgEm L FLE1E T
2:MSMS(+)[238.2504] CE:11.0-45.0 RT:8.278 1.65e4
164.07080
1664 - - 0
bed - . Il o / _
i M 82 N (o " j<
14e4 ] M
] 91.05422 o o
12e4 ] [-H2] A
: RIR 3 BIGET
10e4 ] N
| R &
: T .
80e3 0 i
i ! [-H21
1 [-H2]
6.0e3
5 S
40e3 ] | 119.04909
: A 4
20e3 4 l 136.07568 22013350 ¥
: 65.03870 | 238.14432
0'080-""I""I""I'l"'l" |"| "| | IIII""I""IIII|IIIIIIII

T T UL | T T T T
20 40 60 80 100 120 140 160 180 200 220 240 260 280
m/z

E17. 2232 RREEAER

3. &g

5 BEBERUREEIE-LRAT YTEEIBE LCMS-9030 4, X0 T REREAT & st T — 2R BuE AN
“IRBEEERE, EFALabSolutions Insight Exploreitf, ZEEXEENM, HEFHIMRE, WD
T RREEATE TR EIERIR M T KR, [F8Y, ERERLCMS-9030E 8L ppmAREHERE, BRAY)
D F TN LEFTHE SRIF 830

17



HPLC-QTOF ;ZE £ NERE T REIZ55hEY NDMA

B B AERSEREEE- R T8 RE (LCMS-9030) XWHMEREE T RAZAFTH N-THEE
ZFiZ (NDMA) HITEENT. BIEIEEERTEEEE T IR HILRE, FRRIERHMECEIMRE
iR, SEYINER. NDMA HIEETE7E 4.1 min, ANRAERREIERTR, FIgIINEIEEN 2.5
F) 4.5 mine RFIEAMRILERREAELS R 1 ng/mL FRERKRRI S/N 9ATF 10, 1 ng/mL AASEBIE
ERHR. 2 ng/mL imERRELEHF 6 X, IREREEM<10%, 7 1.14-146 ng/mL RESEEN, FHiE%
MR, HXFRE>0999, MESIFKEITEERERETE 86.95-112.32 28], HWHEBENER, IMRE
HEARGHIEET NDMA B &, MELERH/NT 0.32 ppms

REF: RIEEETIRR YIRS QTOF #MBERET NDMA

BEBTR—MI ZRTAETFNIMERm  HReodiuts, EXEEE T REHMAPRHRE
AERRH2ZRIEGT. B, IEREENIINEZRE FMFET0.32 ppmo
ENERE T RHGHMmA PR HN-IHE R RIER HESDPRIENLCMS-9030, &
fZ (NDMA) o NDMAR —FRIERRZZEYIT, BOESRE  BeXREEEMNexeraBTEEE T R A S
— MR, ERE T AR DRRLEMNDMA, 8 NDMA S8IIE, AAREER. RR. R8E
FAGCMSNELE R WS, 2019F9H13HFDAEH B EEMFELMERY, sl#HEXRINEESE,
TEEETHNDMARIIRN TG A, FHERRA TR

1. EIEERS

1.1 Y28

SEBEBRAEIENY Nexera R4t BB $ITBYEIFIIE(X LCMS-9030 (ERTELLmESIIRIE) . Nexera
A E4E LC-30AD X2 (Bii&kaR) , DGU-20A5 (TR SA) , SIL-30AC BEh##FER), CTO-20AC (HHEH) ,

SPD-M20A (ZikEEFIHMIZE) , CBM-20Alite (RFIEHIZR) . FIRREEA LabSolutions Ver5.97, #3E
AIBEERS LabSolutions Insight 3.4,

1.2 3HRFG

RS

B ¥ M : Shim-pack GIST 4.6 mmI.D. X150 mm L, 5.0 um, P/N: 227-30017-07

moooh M AME-0.1%ERERUK; BiE-FREE

M oF & 0 190-400 nm

i ® : 1ml/min i+ B .40 °C

B KR 5L HEFZEE 1 5°C

B 7 I L BEVERL, B AEWIIAKRENS%, HEERIERL

T
=

18



* 1. BERRYEER

Time(min) Module Command Value
2.50 Pumps Pump B Conc. 5
6.00 Pumps Pump B Conc. 15
9.00 Pumps Pump B Conc. 100
19.00 Pumps Pump B Conc. 100
19.10 Pumps Pump B Conc. 5
25.0 Controller Stop
ik

7 - JR 1 APCI(+) m ;o R E : 200°C

¥ O B E :35kv D L B E :180%C

£ % = :30L/min ¥ O B E :300°C

F & S :50L/min H # & I : SCANm/z50~95

Fiig REBE © 2.5~4.5min EIC #28 BX m/z : 75.0553

= f B @ :01s
1.3 WRRERHE
FEAREY N-ILBHE — R Ran 10 mg, AREEARZE 10 mL ZEMF, F1S 1 mg/mL N-IEHEE—
FRRZAEE Ro
MRRmMEAR: N EREERPBINES, BREHRRESIR 1 mL P8 2 ng BB R.
RYPENWEAER . NEREERPBIESE, BREGRESRIN 1 mLPAE 1 ng B9ER.
1.4 HidmsRHE
BRI IS 120 mg BN 15 mL AR@IIBME, 1A 4mL BEERE 5 DHEFmT D BHEE, ¥
BERF/ND, K.

2. ER5Wie
2.1 RBRERHE T EHAGRIMEIEE

HERERE TR NDMA SEREHNE. NERLNTBEFRSHF AR, HFERI ARSI
2 NMDA MIEFEE T nBEE &, WIIARmOHRMNE TR FANBSHARBFIMLN, FREIEIER.
FEBERIEREEREIRE T, RERBVNEREIR, ARKLEMALEBERETRA 5 ulo

AT ARIBERFRERARNER, NMDA MBEEETHRENESAEZ W, EILZINEESRSI
RN ETERE T REABIEER T,

ASEEERRT GISTA.6 WZRY 5 um EMBEE. RO EEMEL NDMA MEEE T ZIERIRE
BYia)E]fRAREL AR 3 um B BIEEAKIEIN. EREHERIIENFZMAT, HEERA 1.6 min, AR
DHRTINEREERE T EIET2VIERR. MEERE 1 mL/min, IIRERFRPIZMEIEEN APCl IR
EERFMN, RN XGERREL R E /.

HERERE T REE 254 nm TRINEEELE 1o #FEREAN 30 mg/mL, EEFTHARESRA 5.73
min. FEIEFUIEINZES A ELIS B REITINER, URBRMIE. EIEHIEF 9-19 min #HITERIERSHY
REAG, PLERRHAERE LB TIESI .
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mAL
£54nm,4nm
304

WeHT

25

10; 5.73 min

M LA e

I ' ' ] L 1
0.0 25 50 75 10.0 125 15.0 175 200 225 min

1. #HERBERETRAARIIEEE
2.2 AGHERIAE
NDMA RS & HIEETE] T 4.1 min, NERERAFERSREFR, REIEEEMEMRENE, &
FEFIEE 2.5-4.5min @AY, ERNEBITIANER. RENEBCCEN 2.8-3.8min, A ASTM A1t
B S/N, ERERER 1 ng/mL REENMHRIELSHER, S/N ST 12.8; 2 ng/mL MR B RIEL
HER, SN ET 39.1. HIEHTE 1 ng/mL AKEEER. FEZHARK. 1 ng/mL FRERRM 2
ng/mL fmEARABEIEEIILE 2,

Q 75.0553+/-15.0ppm (+) 5.30e1 Q75.0553+/-15.0ppm (+) 117e2 Q75.0553+/-15.0ppm (+) 259%2

RT=4.107 RT=4.123
10000 - 100.00 100.00
% % %
000 -~ 000 v T T T T T T 000t
30 35 40 45 50 55 60 30 35 40 45 50 55 60 30 35 40 45 50 55 60
RT RT RT
SN, — Ve — Ve
HiETH WOER R (1ng/mL) FOERR (2ng/mL)

2. Z=HEM NMDA iR R BigE
FEmOMED, 2 ng/mL SREARIELL DI 6 /R, NDMA IEEFRAY RSD 7 8.4%, #HE £ <10%ZE
Ko FMATH, BF6 MERE—HWRDAR. FIE NDMA MR MARIEEIRA RSD /9 8.15%. FRiE
BRI 50-95 m/z Zi8l, fRHRELIY/TF 15 ppme MU EIHRIEMER,.

2. NDMA 2 ng/mUAREATRE S ML

] I AR REBEYE]
1 1892 4.107
2 1953 4.113
3 1595 4.118
4 1820 4.123
5 2040 4.142
6 1776 4.127
FHE 1846 4.122
RSD% 8.4 0.29

2.3 G ERER

AXECHIEERREN 1200 mg/L, AREXNEHREEL 1 ng/mL. HEEY 1.14. 2.28. 4.56. 9.12.
182, 36.5. 73 1 146 ng/mL ARETIEAR EHNE, ERAIMREIAG TIFsLL, MAXTFTNN 1/C, NDMA

20



£ 1.14-146 ng/mL SEEIRLM BT, HXREHAT 0.999, FEEAFORERNIRERBRETT 86.95-112.32%
Zi8l, LRI 3 FE 3.
7<3. NDMAZMSEE (1.14-146 ng/mL)

- Sample Results - NDMA x
Data Filename Sample Type | Cal Point Level ~ Found RT Conc. (ppb) Area S/N Accuracy(%)
¥ Sandard. hd hd hd hd hd v
1 Standard 1 4.087 1.05301 294 12.87 02.32
2 5UL-MEOH-NDMA STD-2.28 PPb Standard 2 4.002 1.98357 1744 3812 86.95
3 5UL-MEOH-NDMA STD-4.56 PPb Standard 3 4.088 4.60631 3859 38.85 100.96
4 5SUL-MEOH-NDMA STD-9.125 PPb Standard 4 4117 10.03077 8232 72.80 109.93
5 5UL-MEOH-NDMA STD-18.25 PPb Standard 5 4104 2049777 16670 137.806 112.32
6 SUL-MEOH-NDMA STD-36.5 PPb Standard 6 4108 36.13136 29274 366.06 98.99
7 5UL-MEOH-NDMA STD-73 PPb Standard 7 4109 73.30724 59244 449.45 100.42
8 SUL-MEOH-NDMA STD-146 PPb Standard 8 4101 143.24934 115630 1362.95 98.12
Area
| NDMA

1y = 806.1812x + 145.2807
1.000e5 -| R? = 0.9981562 R = 09990777

Curve Fit: Default (Linear)
| Weighting: Default (1/C)
8.000e4 -| Zero: Default (Not Forced)

6.000e4 -|
4.000e4 -

2.000e4 -]

0.000e0 - #°*~—F——————————————————————————————————
0 20 40 60 80 100 120 140

Conc. ()
3. NDMA T ek

2.4 tFEINERESHESR

FEZFRENE NDMA33 ppb #7189 0.11 ppm B89 m, £ 1.4 #H1Ta1IE, MINE=Z NMDA fRE
BRI T = NREKEIGEIRERER, §MRETHTHE=MFR, #TEEMETR, RPs= 1tk
E 35079 0.087. 0.109 #1 0.13 ppmo  AKRINARAF mIEEIF] 0.109 ppm NIAFEEIEEIILE 4 =K FEIIFREI
ENEEMERIRK 40

Q75.0553+/-150ppm (4) A - Q75.0553+/-15.0ppm (+) KT 144 633e2
10000 - v 100.00 -
%-] %
000 e e e = e
300 325 350 375 400 425 450 475 30 75 70 45
RT RT

B 4. SfrrmigE () Minsbts 2igE ()

&4 KFIFERELREEMEITEER (n=3)

HFmAKE 0.087 ppm INARES 0.109 ppm INARES 0.13 ppm H0#Rgs
(ppm) SE (ppm)  EIRE (%) SSNME (ppm)  [EIRE (%)  SSWE (ppm)  EIRE (%)
1 0.187 100.0 0.192 84.4 0.222 93.8
2 0.1 0.171 81.6 0.197 89.0 0.217 90.0
3 0.176 87.4 0.199 90.8 0.217 90.0
FEME 0.178 89.7 0.196 88.1 0.219 915
CV% 4.58 1.74 1.37
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2.5 HidmilELSR

6 I anIRiR 1.4 PRk 5 A Rl&E EVUNE, HEGEEE S Fim. IMmETERmEE, RIEFM
flEIIETBERERE T REZ S NDMA S8 5 PiiR. SR/ NTENMERR 0.32 ppm.

&5, HIARTPNDMAR ENTELER

HRRS NDMA &E (ppm)
1 0.13

0.11

0.03

0.04

ND

ND

o 0w N

Q75.0553+/-15.0ppm (+) 1.35e2 Q75.0553+/-15.0ppm (+) 351e2
RT=4.143 RT=4.110

100.00 - 100.00 -

T T T T T T 0.00 T T T T T T T
30 35 40 45 50 55 60 30 35 40 45 50 55 60
RT RT

0.00

Es. BESTEAAANDMARIEE (4S525H )
3. &g

A A 52 LCMS-9030 S0 ¥iFEEENE 7 HME BB T F8Y NDMA, SKIREERFRIELOR 1
ng/mLAREARRY S/N BIART 10, 1ng/mLIERFTAENEER. 2ng/mLAMEARRIELS R 6 R, IBEH
MEE£<10%, £ 1.14-146 ng/mLIRESEER, HEAERY, BXHREH>0.999, MASITRIREITELE
REMEERETE 86.95-112.32% 28, ZARBUERH, REMY, EELERAYERSFIEZFAIRM,
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LCMS-9030 &% S 7EEe A FhI FIFE L F R S

1 B AUAHE LCMS-9030 AR SR ERIUARAT T¢I T 8] BB (X SR EC 5 B PHHE L F A D #1T
TEDFIETEME . BERRE. RRDMEERTHFINIUN, A Chemspider BIEEFERER
FEXREHER, Fa UV IEEL MSPRUEEIER, SRMAIEHER D RIEE RIS RENRHAIT T
AT, RRERE 1 SEFREANMKE. 2 SIERRENLRE-3-0-EFEE.

KP#iE: LCMS-9030 PUfRAT ¥ITRYEIGE BWEESTH FIEhFMn HEEE

BWAE (&) SilktreeAlbizziae Flower, 31&®&  TiFdHl, EBRZAEFRKIEERDBDHT, FUIRHE

. e, B9, ARREYENADbizza  BONEENTFAMNENNARENEFIAEEE
julibrissin Durazz. Ve BREBETHEHIER, T2  BX.
BRRBLGEIN. RERGES. LBAKNE. BRE. AR AN B 5521 CMS-90305% A8 SR BXPUAR AT % 1T
BEIK. GMEELESMXDFEI 2, BREFE  NERIEEL T &R T P RHER D YR
=, BRSERH. ESHENEM, ARG EEEHE, WERERD #1T 7 AN E SRR,
MEAMERE L2EBRAESR, AM20150R (F LB REREEES. FHESETNAMEE
FEZ588) P AHPLCIFEEEN ZAMNREHTT  MREBTHIHEZE.

1. SEIEER5
1.1 {438

572 LCMS-9030 BE R E B IEIURAT YITREI BTG EXAN, BMEECE: LC-30AD &R X2, DGU-
20Asr B S, SIL-30AC Bnpi#if2s, CTO-20AC FEF8, SPD-M20A 1088, CBM-20A A4tiEhI2s, LCMS-
9030 PUiRAT ¥{TRYE]BRiE{Y, LabSolutionsV 5.96 TYEuEEA{F
1.2 SthEFMH

BIEBIEFRY

B i & C18,46mmILD.X250 mmL, 5pm

mooB B AE-03%EERRKER; BIE-ZKE it B 1mbl/min
HOE KR 10ul © MW E K 286nm

i+ w25 °C w B s X MEER RD
s &4

B T R :ES 2 O & E :300°C

2 O B E : +4.0KkVv;-3.0kV D L m E 250 °C

£ % = &S 3.0L/min m R OB E 1 400 °C

F B | &5 100L/min H # /& = : MS1SCAN(m/z200-700)
mo®m K ==X 10.0 L/min MS2 DDA (m/z 50-600)
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= 1. BEmEERF

Time(min) Module Command Value
0.01 Pumps Pump B Conc. 0
5.00 Pumps Pump B Conc. 6
20.00 Pumps Pump B Conc. 20
22.00 Pumps Pump B Conc. 25
32.00 Pumps Pump B Conc. 30
40.00 Pumps Pump B Conc. 43
45.00 Pumps Pump B Conc. 50
50.00 Pumps Pump B Conc. 60
50.10 Pumps Pump B Conc. 95
55.00 Pumps Pump B Conc. 95
55.10 Pumps Pump B Conc. 0
65.00 Controller  Stop

2. FEamayibiE
BEMENEC A Bk 0.2 g, BEAEEMAP, BEMA 50%FHE2 25 mL(V/V), BELGIE (ThE 250
W; ’/Dj% 40 kHZ) 10 ﬁ%ql’ EWEE%; ﬁqSOO/OEE@?%I\EQE§3 }%g) ﬁ\;/ﬁi’ Eﬂﬁ%o

3. BfR5iie
3.1 AMTETHIEI BB E RIS 5 S MRS

B

225

7
0.0 5.0 10.

— T T T
15.0 20.0 250 30.0 350 40.0 450 min

1. BB HRIRIMBIEE (286 nm)
E B 1L 2 SERNEFERD BEE

3.1.1 $HIERE ST BIR MR S T
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n%ﬁﬁ 1.00

26
35

2.1 SIEERSINRUTE

MEINRUTFEIEE DT, 2 PR D SRINRUEIE B S RERE W SR ZT, BMERING

W IEEIZRM, HEMmRZERL,
3.2 & EEH T MS'&MS2 TIC

mAU
35.780/ 1.00
407
o
©
351
30
25+ o~
<
207 o
]
15+
104
N T B L e S Sy Sy e B B
200 250 300 350 nm

3.2 SIEERSNRURE

3000000 {THAjoews TIC(+)
P &37ES# TIC(+) CE: 18.0520 ESI *
2500000 -
2000000 1
1500000
1 _:
000000 E 2
od—dban i _d41 % il _f.
EJ.Ob o .S.Itll b I10|.0' o .15I.D‘ i 'z)'.o' o l25‘.(! I El]{l:ll 35|.{!I o :ﬂ:ll.l:l. A ‘45[0‘ ' .rr.in
T TICE)
:M TIC(-) CE: 18.0-52.0 ESI -
4000000 1
3000000
2000000
] 2
R L_.h..__r*.u\_r""
o 7 L " e "
L LA AL DL AL A AL LA A L DL P L
00 50 100 15.0 200 250 300 350 400 450 min
4. BIRIEECH Bk MSI&MS? TIC
P4 14 r2
33 FHER P EIEE
= 1 [—]
3.3.11 SlgEMERE
3.3.1.1 Insight Explore & FXFIl4E R
MS(ESI+) Scan#: 14403 4,57e5
o 4 E 449.107842
1 EBEFER
1.000eS = 450.111183
0.000€0 : ,449.212254 451.113338
[ 451.113455
2500 3
: 450.111239
7500 =
: 449.107838
T T T L} T T T T LI T LA ] T T T T v T T T
447 448 449 450 451 452
ts([C21 H20 O11+H]+) 1.00e4
s Score| Pred.(M)| Pred. mfz| Meas. mfz| Diff. (mDa)|Formula (M) Ton Diff. (ppm) | Iso Score DBE
L v v v v v v v v v v
lIl 100.00 | 448100562 | 449.107838 | 449.107842 0.004 |C21 H20 O11 [M+H]+ 0.0087 100.00 12.0




MS(ESI-) Scan#: 15215 1.31e5

447.093112
1.000€5 -
5.000e4 1 448.096602
0.0 " 54?, 178762 | 449.0?8 393
2500 3 | 449098898
] 448.096683
= momanon
7500 2
10000 3
E 447.093285
— T T T — T
446 447 448 449 450
ts([C21 H20 O11-H]-) 1.00e4
Score Pred. (M) Pred. m/z Meas, m/z Diff. (mDa) | Fermula (M) Ion Diff. (ppm) Iso Score DBE
A d hd hd hd hd hd hd hd A d hd
98.86 | 448.100562 | 447.093285 | 447.093112 -0.173 |C21 H20 O11 [M-H]- -0.3873 98.90 12.0

5. Insight Explore /3 F LTINS

EBFRAT, BdoFATN, 1 SEMDFINRIEN CaHwOn, HELNREMNSEIREENIRE
X7 0.01ppm, BREMIFENHSERETE2—H, WARTUNSEREHE S,

NEFEFRAT, BIoFATN, 1 SEMNDFIRIEN CaHwOn, SEBFEREATINER—
B, HRNREHSIEEMEMNRENN-0.39ppm, BREMIRDFHILEES 98.9, WAZIUNLE R &R

e

£
#d &2 Insight Explore AR FIUMERIN 1 S1ERYD FIURIAEH CaHoO0n

3.3.1.2 Chemspider ¢t &Y EIEEH

Found 301 results ——
Search term: G21H20011 AND SingleComponent AND Nonlsotopic (Found by molecular — ==
formula)
First = = Last
W O 04 o0
PR 0 DH e
AR i O O | " o .
1 - o HO S N
J:;mﬁ w ITT m\? g . NN
o - . MO . &
?‘ll\ H E'*
Quercitrin Cynaroside Astragalin Orientin Isoorientin
'
P D W . . { Lo ow -
‘ s A - | ke ‘ . M
5 Sepore pearesdiiiiivesses
Ry » LT LI
kaempferol 7-O-beta-D- galuteolin Maritimein Quercetin-7-C-rhamnoside Rhodionin

glucopyranoside

HO,
PO O 0. aH ar o ‘
w Y a 1 ‘ . . A ‘ o . .
= ] o S . - ]
i ] H |
ot “J\O d O C " o1 - L
HO v vﬁ o : "o
oH OH

6. Chemspider (b &¥IEFIER

ReDFI0 CaHonOn AN ZEIRETHITIER, HIERE 301 MEFEH, SHERENTRERLS
Yo
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3.3.1.3 ABFEN MS2EiEEmER

MS{ESI-) Scan#: 15220 1.33e5
300026866
1.300e5 4

1.200e5
OH

1.100e5

1.000e5 < HO 0 @ 301.034726

9.000e4 @ C ' 271.024366

B.0D0e4 OH

7.00004 OH 0
o wis T
500084 5 255029337
4.000e4 3
3.00004 =
447.092598
200004 151.002920 243.020418
1.000e4 -} 178997867 227.034354
107.012099,121.026798 | | 211039474 | 301104979
T T T 2 * T T T T T L T T 5 T L T T T T T T T T T
s0 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475

B 7. ABFERN M EEE
BRI UV IRUEEIE &2 Chemspider #IRENER, I ZUEMNEIREEVEY. T MS?REIERE
WEEME T m/z301 B8, B —F R4 RDA % A1,3 m/z 151 BEF, WHEH A RS NEEE
f, RIEBETHOFRITE BHE 2 MEE, #HENETTIMER,
PDFBFIE[M-H N m/z 447 ¥ Fr, MS2HR] AR A 2R E T[M-H-146] m/z 301 B A, RUib#E
Mz EMAIMERNEEES,; WINETFIE MS?RETBHEEETF[Y-H] m/z 300 B FERF[Y
m/z 301, WABNEENEIZRTE CIF 3 MU, FAILETZIENMEE,

HO OH

OH

8. W ELEM
-k

H OH OH
Oﬂ CH,0,
ﬁ m/z 10’ 013099 OH [s)

C.HO,
m/z 121.028798 OH
OH [e]
IH OH H
OH_l CysHg0+
\Q:‘% / m/z 301.034726 O—l
~—_OH u
C H 10
m/z 151.002920
OH 0 " eR 9 woH
O—l / e OH € H.0,
\\\\" 'r,‘bH \ m/z 271.024366 _IH.
on © ~OH

/ (157};3535*967 'H 1011
iz eI m/z 447.092598
OH )

o ¢ m/z 255.029337
o .
HO. H' H
9 7 on
o ! OH
C,5H,0, s OH .

m/z 211.039474 =
] CHO0,

CsH-0, m/z 243.029418
m/z 227.034354

9. WRE ESITULRMEME

27



MS(ESI-) Scan#: 15220 1.33e5

300.026866
1.300e5 3 o T
1.200e5 3
1.100e5 Y e
1.mnes§ WO~ ]i:[ ~ on | l 301034726 B
9.000e4 ] l'\l-'*" ~Fon 271024366 n
5.000e4 ] "
?.000&4; \ OH .y O
6.00004 \\'
5.&002«1; 255.029337)
4.000e4 ] .
3.00004 Rl :
f ) ~ 447092598
200084 o J‘q G 151.002920 \ 243020418
1oy I s~ ¢
1000 e~ 178997967 27034354
1 ™ 10010sgi2r02e798 | |211.03‘947-1I | » 301.104979
o 75 10 125 150 175 200 225 250 275 300 325 350 375 400 425  4s0 475
10. ESI MS? FriE 8451 )3/
R 2MSEABFREHERME
%S No. DFR i m/z M m/z #31RE (mDa) MEXHRZE (ppm)
1 Ca1H21011 447.092740 447.092598 -0.142 -0.32
2 CisH9O7 301.034830 301.034726 -0.104 -0.35
3 C14H70¢ 271.024260 271.024366 0.106 0.39
4 C14H70s 255.029350 255.029337 -0.013 -0.05
5 Ci3H70s 243.029350 243.029418 0.068 0.28
6 Ci3H704 227.034430 227.034354 -0.076 -0.33
7 Ci3H705° 211.039520 211.039474 -0.046 -0.22
8 CsH30s 178.998050 178.997967 -0.083 -0.46
9 CrH304 151.003130 151.002920 -0.210 -1.39
10 CrHsOx 121.028950 121.028798 -0.152 -1.26
11 CeH302 107.013300 107.013099 -0.201 -1.88

MS? B BT REHENZES/NT 2ppm, BERHREFNRSERME, WAPMENNEARBTHE
A ETERR (S,
3.3.22 SIEEMERE
3.3.2.1Insight Explore 5 FZFiilllsS

EBFEXT, BIDFRATN, 2 SENDFNAIEEA CuHw010, ETNMREHSEICEETIRE
1X79-0.30 ppm, BREMIZEHDTHEE5 99.19, WEBZFNE R ER TR,

ABEBFERILT, BIDFTN, 2 SEMDFNAIEER CauHwOw, HLNBREHSIEICEETIRE
%79 0.25 ppm, BEMUESHSEIETES—H, WHMILSRERT SR,

#d 532 Insight Explore B2 F NIRRT 2 S &893 F U AI8ET CarHa0010
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MS(ESI+) Scan®: 16325 18765

80000 -,
b 433.112793
60000 3 IEEFEz(
20000 3 434.116267
i | 435.118843
K I 435.118597
] 434.116323
2000 -
4000: _
- 433. 112923
431 432 433 434 435 436
ts([C21 H20 010 +H]+) 1.00ed
Score| Pred.(M)| Pred. m/z| Meas. m/z| Diff. (mDa) | Formula (M) [1on | . (ppm)| 150 Score | DBE
hd L4 b hd v hd h 4 v v v
B 99.16 | 432.105647 | 433.112923 | 433.112793 -0.130 [C21 H20 O10 [M+H]+ | -03012] 99.19 120 |
MS(ESI-) Scan®: 16811 2.39e5
431098480
1.000e5 - 432.101813
st ] | | 433103948
E N
2500 3 | 433104040
3 432.101767
5000 3
7500 3
10000 3
3 431098371
v LT [ B S BN T L BN BN TG R T RN R E BT S W SR
428 430 432 434 436
. ts(1C21 H20 010-Hi-) . 100ed -
IEBE  Score| Pred. V)| Pred. myz[ Meas. mi] thlLlsomu ™) flon 1 Oiff. (ppm) | Is0 Score| _ DBE|
¥ h 4 i hd! hd h 4 Y v
BESN 9991 432.105647 | 431.098371 4;1.093430 om|c21 H20 010 [[M-H)- 0.2539 100.00 120

11. Insight Explore 53 F NI
3.3.2.2 faEFRX MS? RiLEMRh

MS(ESI-) Scan#: 17023 7.40e4
255.029371
70000 -
] 284.031961
60000 -
] 227.034532 183 044592
] 3000 211038628
50000 - @ OH
E HO 0 2000
40000 - 187039672
: C I 1000 163.002749
i 0H JOT03435 435007705 1s1oozs13| | ‘S?M?ail 199.039607
30000 - I T el
: OH 0 120 140 160 180 200
- o —
20000 - BT / 431.097759
10000 - ]
. 183.044592
i 285.108158
o --——rrr——r e e T T T T T T T T T T T
50 100 150 200 250 300 350 400 450 500 550

B 12. hEFER MSFREE
2 SRUEYMRBEAAS 1 SIERM, BAERE, BT MS PR R EBENE T m/z 285 B,
oo — SRR 4 RDA AR AL,3m/z 151 B, BB ARERNEE, NI BHE 1 MNEE, #IETA
\LEE. FENETEHRE [YO-H] m/z284 HEXFEE ATF[M-H-146] m/z285, HHMABEE T 3 i, AU
=-3-0-B=HEH
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HO

(“ng0-.
OH 107.013435 OH ©
¢ 1,04 CysH 05
m'z 15 1\.0038 13 H™ miz 285 0309879 H-
<8 '
- HO
HO 0 f HO 0
g
0
0 OH 0 WOH
0OH
C14H,05

m/'z 255029371

0N

OH

o0 / e OH

m/z 163.002749 B 0OH

o —\“ CatisO1
(=]

m/z 431.097759
OH

Cy2H,047
m/z 183.044592

Cy;H0y"
miz227.034532

Cy3H,057
m/z 211.039628

B 14. IUEEY-3-O- BEEE UL g2
HO. £
Ho - P
1 j/: —l 1830592 "
oH v
//\r 3nmj A 211.039628
MS(ESI-) Scan#: 17023 ) “°\/‘j/ \f\ 7 \Q:E
255029371
1 s S ' e 200 \Q \@[‘k
70000 = il ‘/ DH 4
187.039672
1 T\» 10 284031961 z {
50000 OF S 227.034532 — 10001 ' 153002?49
50000 N P ] “”‘”3"35 135.007705 151, uozml | 15;049?3” 199.039607
- 4 of B N SN | 1 P
40000 120 140 180 180 200
30000 \\\--K o
S ) vk
20000 ! T 431097759
o
10000 3 b
183.044592
] I | 285.108158
S0 100 150 200 250 300 350 400 450 500 550
& 15. ESI- MS? FRigl& 4515 )3)8
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R I MR BTFREMERME

RS No. DFIV B m/z SSMm/z  #3HRZE (mDa) HESHRZE (ppm)
1 CaH19010 431.097830 431.097759 -0.071 -0.16
2 CisH9O¢ 285.039910 285.039879 -0.031 -0.11
3 C14H705 255.029350 255.029371 0.021 0.08
4 C13H704 227.034430 227.034532 0.102 0.45
5 C13H703 211.039520 211.039628 0.108 0.51
6 C2H702 183.044600 183.044592 -0.008 -0.04
7 CsH3O« 163.003130 163.002749 -0.381 -2.34
8 C7H3O4 151.003130 151.002813 -0.317 -2.10
9 CeH3Ox 107.013300 107.013435 0.135 1.26

MS? B Fr B F R HAEXNRES/NT 3 ppm, BN RIFHREERYE, RBAPMMENNER BF LT
RS TUEIR RIS,

4. £5ig

NS R 533 LCMS-9030 AR SR EXPOARAT $ATRY B SUE (GR L T &RIE e 7 KL PR D BV S 70 PF
FUBEE R Z, HWEFERDEIT T IFRANE LM, BT EMREN. AURDHEIEHITD FIAM
M, FA Chemspider #IEERRIMEXEMNER, E5 UV ILIEE. MS?FIEEIER, SRMFRASE
PRI R FUB R HT 7 IR, RRETE 1 SEFREAIRMKRE. 2 SIERRENLRE-3-0-F
TEH. ZAARNREES. . RE, H MSUERRBIUENRERNAL ppm, ENEMURSHE
KIRE, AARS T 2 FINBVERY, ERHUFRQNIERE, FIUIN BT ERELM RECT FHIRY %=
A K gl
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SEC-RPLC-QTOFMS ZEEFHFHFIPB AR

B B AXEITELEEIRAE- R ERIEEIE- TEB BRI A (SEC-RPLC-QTOFMS) AT 35 A L 7R IR AR £A
FEEWHNREYEFRENETE. —4XMA Shimpack Diol-150 (7.9 mm . D. X 250 mm L., 5 um)&i&it;
HIFEERN 20 Ll FHLL 254 nm HRNEE S, B3 T kAR EY#~REM SEC nBE&H;, H SECHE
FI3R &7 RIBT O IER ARWEESI 4 RPLC FEAE—F HE, A Q-TOF AiNZE, R&EH
BEAIR#R— RN RFIRERENEHITEMET, T—HZH T AARESREYIES B R, @i
— 4 RPLC-QTOFMS #EMIH 9 MR, HEhE 4 NART _BY), 7£4k SEC-RPLC-QTOFMS £K8]
LURREeEIEEMSTEahiten s EEBIAaRX, ARIERESMARRIMRFHTHNE
o

K@iE): KARURER; BEYMRG; TAMIREE-RAAREEE- T ERE

B-ABREMERBETRMRE. FEEMN BEERAEZRTEHIFRESYHITIE, ZEEHE
MEERE, BhARREBIENFENER, F  FE, BEYEREDEMEME, HBETI™E, iR
S AL7BIRERTY (Cefoperazone Sodium) #FEIE S FHBE(ERIN, B M. BKEER,

% (Sulbactam Sodium) B—ME&HI7, BH%E 25 X E R fE A Shimpack Diol-150 & 3 i+ #2171
=RRREREREME R LA B ERASME  TOERAKBIKERNE BIBRNANE S FREEYN
FFERRE N B-MNEAZESHI B EF I8 SN ST, RTHfE e %, R TERBRIEAHEZS
B-REERELEMERSIANRLUIH RN ST FUEEKA, XNRBIKEENRSD FRRDFEHETT —
EENSDFREYERER. HERRNREREY K ZHRSET. SHEEFTOMIL, HENEE
ER-ME AR AE R FFEFIRE = TR ATEIRER SN ET BIB RO DRI, HAP4D

REeVMEARNNESZ: 821, X2 B AHNRREYRE. ZEHEE/ )N, DBXES, 9
HEMARELEANRBREERNZEN. (REZR) AiERE, TE%R, REES, /0I5 ALK
2015 fRKFSephadex GI0BERIERRIFIXIB-M  HHEFEBMHNRETHIRE T EEZNKIE.

E1l. LBIREFRSHT
1. LSS
1.1 {38
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52 T ESEC-RPLC-QTOFMS & %, MNERFIR. BEARE NLC-20ADX4 (H&2R) , SIL-20AC
(BEhi#Ees), CTO-20AC (FEB#E), CBM-20A (RZHTHIZR), DGU-20As (TELBRSAN) ,
SPD-20A (ZIMEMES, —4ERINES), SPD-M30A(ZREEFIIQNIZS, —4mNgs), FCV-
32AHX2 (RESIEREFER), EE2IFMEFI500 plo LCMS 9030 (LCMS-QTOF, PUfk#-¥1TBY(8]fA

E4Y) FlLabSolution Ver.5.96 (&% fEih),

Muxer

Iil . SIL-20AC
20A S/
LCD ' 1DColumn
B o0
SPD-20A
R FCV-32AH

2N

=73 _—
02N B LCMS-9030

3 6
5 FCV-32AH

] 2D Column  SPD-M30A

P
LC-20AD

El2. Z#4SEC-RPLC-QTOFMSZFETE AR MESE

1.2 rEM

19D @ABEIER M Shimpack Diol-150 (7.9 mm 1.D.X250 L. mm, 5 um, P/N: 228-14775-
91); Fnhil: BEERZE AR5 mmol/L BEERE —$8-5mmol/L BEER —E58-61:39 ({KFRLL)]-Z
B&(95:5)0 HEE, 0.8 mL/min, FERE]: 60 min, WMIEE: 254 nm; #8: 30°C; i#*
HE: 20 Ul

20D JRAEEIESEM:  Shimpack VP ODS ®i&#E (4.6 mm 1.D.X250 L.mm, 5 um, P/N:
228-34937-92), KKK : 254 nm, & 30°C, AR: 1.0 mL/min, ESIAEFI: 500 uL,
nohAE AL 0.1%FERIK; JmahiE B: 0.1%F R 2B, #BE5EAL: 0-10 min (5% B)—10-20 min (5%-
20% B)—20-30 min(20%-50% B)—40-50 min(100% B)—>51-60 min(5% B)o #E7n 7Lk, ER
U FRiEIH=8:2, MM 0.2 mL/min. AEYINFRIEIHEER 12 mine

FRgstr: BFR: ESI (+), #EOBE: 4.5kv, BEEE: —4&/AiE: m/z100~3000;
Boh—4%: m/z100~3000; E4S: @< 3.0L/min, TBS: @5 10L/min, ISR =5
10L/min, RiES: E5, BAFERE: 100°C, MPEHUEE: 100°C, #BE: 100°C,
KOMBREBE: 2.5kV, BEHE: BB BE, IMMERERSH. NS E 12-
50 mino
1.3 ARHECH

KRBT 5 AL IRERAET BB SRR 298 G 0.2 g B SmL 2, MACSBRHEREE
2E, &5, B, FAmLEAR(IRAHE).
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2. £R55%ie
2.1 —fEitE

R 1.3 Bl HHREAR, R 127 WURHI<LC D>BIEFHFH#ITOM, <LC 19 D>BIEE
9NE 3 PR, &1 (RT.=8.66 min) ABATFREVRM; E2 (RT.=10.60 min) JLAIK
FAEIg, AKBARWRANREYRE, 1F SEC BEM L, HBENEETIE . I8 15
B—Ng, ZEENEET, AXMIITIE,

m

JFET A ChZ 254nm

400-]

300

2004

100

o]
e —|
25 50 7.5 10.0 12.5 15.0 min

B 3. LIAIRER<LC 19D>@BIEE (1: Z&Y (polymer); 2: K7BIKER (Cefoperazone))
2.2 SLIANRER  IE ST

mAU
750-@54nm 4nm ]

500- SkIBIRER
250
0] —
——————— T T
0 10 20 30 40 50 min
10000000TTICT*)
7500000
5000000 LIBURER
25000004
0_
e e e L,
10.0 15.0 200 250 300 350 400 450 50.0 550 min
Inten, (x100. 000}
4.04 530. 1347
] 530. 13 siakis
3.09
2.0
E bss. 1321
L03  aasss lt
0543 91, 2078
0.0 SN K1 L 1L —
350 400 450 500 550 00 830 700 750 500 850 vz
290,127
186. 0867 — -
J 318. 1089 | 388, 0636
el | 1l |
S5 PUNSEEURPUUISNSIN WSS RS (Y R SO SR S
200 250 300 350 400 450 300 w2z

4. KBUREDE1#<L.C 2VD>FAEEIEE. TIC B MS'HI MS? FiiEE
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_||1‘ "
NH 5 m/z 143.0815

S v No -CHNO
Sy o g .
© m/z 646.1497 NH—l

(\NAO

i'C'}H.;Nq‘; \/Nﬁ

/'O m/ Z 186. 0871

\,N\“)\O m/z 530.1340 m/z 388.0603 m/z 360.0654
s}

¢-(‘SH8N30_7,S

HN H -CO
4’
(N"So N
‘-\.\‘/N o ~.-N 0
'8 :
m/z 318.1090 m/z 290.1141

5. KFANKER X IE PIRERI AR N2

53 SEC-RPLC-QTOFMS AR EE FIENREZ N TR 2 F BT 4+ RV IERE], &
TG _HRENBIE TR EYZF. £ SEC-RPLC-QTOFMS R4, L BIKEREI£ )R E]
EENEE —HRE DM, ERYIEBYEA 10.5-11.1 min, 1#9E1I<2"D LC>2Hf, 13513k

IRER £ 1M —4ERAEEIEE, TIC REFRBEENMLERIEEWE 4 Pim. kBRI LT
TR HIERTE] Y 28.76 min, TIC B E7RA] AR MR, Xk BIRER 3 I&3H1T — 2RI D AT 4
RN SKIBOKERA D T30 CosHasNoNaOsSy, ¥R EE T 645.1424, — R B & m/z 646.1506
7 [IM+H] *, m/z668.1321 A [M+Nal] *, m/z530.1347 NLBIKENTE S F IR RS ERIRE
Fr, UEBTFEREITEIEICRIZIGEESNTE 2 ppm Re KBIKE —KFLHAEEE m/z
530.1339. 388.0636. 360.0639. 318.1089. 290.1127. 186.0867 #1 143.0804, #=MEFTEERY
SUEAMEILE 5,

2.3 BESMRRENERE

ESEC-RPLC-QTOFMSRZEH, R L BIRAIR SIS IR 2| E E L E " ERR s O, ZiF
i EY 8] 98.5-9.1 mine 1B 2285 <2"D LC> 4T, 159 E! ;RI:.WZ}IJJ“E’J_?EA&Z*E@ EEWEI6FT o
ST HANRLE, BEYIEE AN GBI BHEMAD, RARGYIEREGY. K
BN LA MIRIEI He A4 DR AL IER BT EEZ AT, [B5 MR 4 IR 8]
rAxEZE

REYIE-189MSIAM/2234.0434, MSPEEHEFam/2217.1043. 146.0537. 124.0744%,
ZETHARBAFHNEGFEIE, BREWIE-28MS Im/z 377.1457, MSPEEE K AIm/z
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164.0705. 143.0805. 115.0486%, #MH AW A 5ER LB IKERPB- AR AR kT 2 4 B BIEI =,
B SYIE-30IMST M /2 548.1453, MS2EEIES M /z406.0703. 319.0749. 143.0802%, H
EA ] BER L FBIRERNEERI K R BREYIIE-4Y)EIHIMS am /2 761.2280, MSPEEER 7
m/z 575.1555. 532.1819. 390.1110. 186.0867F1143.0802%, m/z 186.0867#1143.0802 41
INTCHMBUAFERE R, m/z 532.1819F0390.1110/9 L FEIREFI N EE S HEFE Fr NI SRR IE, #
UTER SYIE-49 L BIREENE XY, A EEEEFRESHEETENGSE, REYIE-58IMS!
HIM/z664.1614, MS?E=ERFE Fym/z548.1452. 406.0703. 143.0804%, HLEHEI4E R KIAIR
BB B-NERE SRR =)o LU E R NFFIIIER EWIZR.

1257 1 S dE it
1004
754

‘ @
:. M~

50: ?ﬂ-ﬁﬁh.h-.- g
El o |

25_'. Km ----JA,JE‘- J

N P = " . -
0.0 5.0 10.0 15.0 20.0 25.0 30.0 min
mAU

254nm,4nm|

150

=

100

0_-

T L T . G ! T Y = L T T T 1 !
0.0 50 10.0 15.0 20.0 25.0 30.0 min

El6. KFAIKEIER S¥IE<LC 2"D>RIBEBIEE R = BAN — Ha it E

RoYz-6 SRSYIE-T BIFUEEINE 7, MEBRI MS1 199 m/z1175.2797, MS2 &
Fr79 m/z 1059.2567. 345.0546. 530.1317 %, ¥ENHELEM)ZE K FRIKARA KA 0KER A EF —
B, 79FIL/9 C48H50N14016S3, SIFIRHAMLLLABIIREN 1.02 ppme AT —EBHIR NV
W12, PIRERSKEUKER 7 AMIFE At B H W AESRY B-NELE (8a), BrJRERMEERY 7 L
R MR A HBELEIRERRY B-NELHE (8b) SYMMAIETIILE 8, 8a 5 8b M —RiEH e —
B, BT RBENRM, THE—FTETE, MU 8a NFESHAIBENRENZELE 9 BElE-65
REYE-1 “HHIENEEERZE, HERESYZRIREE R HIERER,

Inten. (x10, 000)
] 588, [[421
1.5 Ms!
1.0
0.5 1175. 2797
530. 1344 > oo
0.01—345.0945 [ I 10 ey imgmjor  pompgm7
500 1000 1500 2000 2500 m/z
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Inten. (x100)

= - 345.0546
5.0 Ms,
530. 1317
&9 1059, 2567
143.5557 | 405. 6928 R 904.2442  1183.3011
. 290. 1135 186. 154¢ d I |’ e ‘ ! [
0.0 b—L—— L4 L1 L W (WD I | MR E———
250 500 750 1000 m/z
E7. BE5WIE-6. 7 MSIHIMS RRIEE (BB Fm/z 1175.2797)
. 0 OH N;N"N o'
HO\OY?L N S)_N‘\
W
HN H N HH s
("NA‘O
‘\,N\rrk-o
e 0,0
hid QAN
HlH H HNTH O H A
(N A
st o
CagHsgN 140,68 ~ o]
o] A8HL504N 14163 o CJHHS(]NHOI()SS

m/z 1175.2764 m/z 1175.2764

8a 8b
8. BEYIE-6. T BIREMIEMT

Oy OH Ny H' OO H*
\ . +
HO. o (0] N A S}N\ HO o O, X X OO H o o
S
(\N’j*o -C,H,N,S N"o -Cy3H,3N5058 HNTH H HH N
e -

\/N\n/ko \,N\'(&o K\NAO -C;H,(0; HHHH

0 (o] ~N > +
00 04,0, I o C16H13N,058
HO. [6) m/z 345.0545

Ho o & HN%> o HN%> Cy3H,3N504S

NHE s NHIEs m/z 530.1340

HN H H H HN H H H
N"o (\NAO
SN o SN o
0 CygHs5oN14016S3 0 Cy6HasN19016S,
m/z 1175.2764 m/z 1059.2607

9. BEWIE-6. 7 RJRERVRMEMEE

REeYE-35REYIE-ORIEENEL0, MERIMSYmM/z 1291.2926, HMHELEZE
KAEURER AR B, 0 F NN CooHsaN18016Ss, [MHH]"SEEIRRIZELIREN0.38 ppme B E
MIE-852E 555 2kt , B EWIE-ORY R F ZW/9m/z 1175.27931 1059.2636. 1015.2711.
829.2091%, LR RFIEHFCIE T BEYNBHNBEWNEE, NHENRSYIREE
WAMREATIRH T B, BT LAIKETLUNEER METRENR, KELIERESRNER
M), PlReRSETUELL, RTREXRM, TREE—TEE. ERREYIE-9BI L
R, M11aAfESETERNREREIE L2, REYIE-85RGYIZ-ON _FHIEREEEIE
Zha, mEREYIZRRRE BoRAYHIENE,
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Inten. (x10, 000)
1.5 1080813
4 MS]
1. 0
] 1291, 2926
0.5 588. 1434
. 2806..0958
o, o il 2313 i | 16611331 o
500 1000 1500 2000 2500 n'z
I_nlun. (x1, 000)
3_0_5 105912636  r 2
3‘0—:
] 659. 1374 829, 2091
1.0+ 43, 0787 N
] e 19 I 860. 2697 E{j}r
ootufmoms 10y e [0 ) o
2)0 500 750 1000 m/z
E10. BE&YIE-8. 9 MSIIMSFEE (BB +m/z 1291.2961)
Oy OH ,N H*
N Oy OH ,N: H'
m T—k\ !
HN H \©§{l h

H
N"o

\/N\n/go \/N\n/go
0
N,
O OH (N

O OH N,

H
HHS

CsoHs4N1501654

m/z 1291.2921

o
HO. SN P Y
~ L !
HN%/\S Ho 0 Ny g NS
HN H H 3 # N
HN
(\N’go
~N (\N o
[6] ~UN
0 CsoHs4N13016S4 o)
m/z 1291.2921 o]
11a 11b

11. BEYIE-8. 9 PIREMIEEIIR

ot Vo b

HN HOVHH

H:LH H (\ vl
J N
o CHNS o, N )
LCHNS i . 0
-.\_,N‘n,&o Tt \_,N\n)@o —_— ﬁo i S m’&o !
o 000 (N H Ny o 0,0,
"ot TOaT O ev e
N HHE s
HN H NH” H s HN H HH ¥ H’l H HH T NH” H 5
(\N&D (] N o ~u A,
\..,1(% "“"Nj(ko ~N . . i “vNW CosHiN1oOwS
CagHlggN 301654 o CygHsoN 401683 0 CughlagNigO1682 1sHigN1001452

m/z 1059.2607

HO, 0, &
ST
L,

m/z 1291.2921 m/z 1175.2764

T, »%7’
m\m/ N ‘@t;m’m’

“CgHygN0y ~CH N0,
e 108 OY[ f]/ HioN:0s
\Q# ﬁ/ HN (0]
C3 HagNg0+S, *\.,,N CigHisNgO)S"
m/z 659.1377 %o Cs‘””Nﬁoss’ o m/z $29.2074

miz 6871332

12. BEY)IE-8. 9 PIRERYRMMER

38

‘-VN“)%O
o

o m/z 1015.2709

im:
@Yw Y

H. o N”]/
HHE d~g

HN H HH

Oy

N +
‘n)‘o CyqHyaNO;285

m/z971.2811

[+] (+] —l
HO. 0,
TLHY
LSCI

HO. a N

5

NH
HN H HH

A,
Nos
0

CgH36N501252
m/z 873.1967

HO. o 0\
wl
M

HN H

N
. \vNﬁ
“CH NS 0
— o

HO,
a N
VL0
HNH  HH
(\N'&O
~ M
O CyoHaNg08”
m/z 860.2674



3. g

3.1 ELHERBRBXARA

ARRI KA T4 SEC-RPLC-QTOFMS AN F 5Y AL FAIRERER S¥EH T E, %A EAETIE
DULEEIR (Fraction loop) ¥ BB MN—ERBE —ERERIEA RS, X BRIEEH MR
IR DRI BB SER R BB R R BN SR AT 2, BIE RN RACESRHEM £, KT TR
XS TE BIMR SR, £ HAMESY), FIXNHESWRHEMNEHI TN, ZRIEE
FAEIE T REMNEBHENREMNFE, HIEDEENEESHN R, AMBESY R " 4EHI1E
BEIEF IR "N HIERE 2 G, RERaYRREREERNE,
3.2 GifHERRE

WATIVER BNERECION G EF, BIEEG THTEA FEIEFINE N, REWIER
H#ED, BEVELE, TES5FIET2NE. 2EFENShimpack Diol-1508E XA
EERSNSISAER, MENYEBRIMRABERD BENENIEREMNRE. KRERRK
BAREYIESFIEZ BDBER T RANE, REMBAMSRATEHF, —HaEEPEIESN
FKIg, REVMETE ZLESHPFUEIERSYIEPRNELIOIREA &, RIARE—
HEREYIRSFIEDBEERI
3.3 5 (hEZH) FHiENEL

ASELE B QTOFMSXY L IANKERER SR BuH T AR, TR T M EE4RE IR B/
ARG, % (FREZER) 2015ARURERYE 5L IRERR & MieE A /A #H T LR, 40K
MEEFEELD, EREUES, RBEES, NBEEET. ReVET_HNREY, Sa0
BB I E K IMEE R S ARIEZ L ANRER KGR =Y, HIEREMH. BEVRAEHF
mANEEMTER, AEXAS00 ULEERR—ERRSIESTN LA BN, FBYH
F—4ReIEFTENE, HRSIRIHERTKL, 2UNE—NMIRE: WERE, “40
XS R EMHBOH TEEK N,
3.4 FHiEMMRK

B-RERRLMEZNREMEN T REZKE, FIAFHi. ERINEEEFREE
WENRRE, BREEYETE IR 5. B-AB R E ZN IR R AN [2M+H]
LERRESNE T ERENREES TR L MEHIRMH ML, FELESREEH
ZRIBENHITX 7.

4. &g

AL T TELLSEC-RPLC-QTOFMS R L, REGYIETHEEMNSEAR S SO HRIEE
EBNEEER. £B0WRIELCMS-9030£E — #BIERMRERSEHIFREYRR, B
DYFNERERRR T HHEGEEME T ERNIF@, LCMS-9030R#ERS, ERATREESHRAY
EMEE, NE-NBRERERTRESYNNE. ok~ mRERsRMH T &IE
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LCMS-9050 fRETHE R iEam P IFERIMNY

# B A A BRBSMRIAEE-DRAT VT8 SREFUE Y, SE(REmIFERMN QTOF
FRIEE) B 7 M RERPEAEERNNYRBRERE 75, X 7 MEAERBAEE RIS
BITEMED N, BEERER: & 7 MEERHFEL 13 MARIKEY), —REFEA SEBUEEL
ES. A%, hEd—iti#tiF, RETHETINEMLRE, EREMHAISE.

KPR TR TR REXBUEN  RIESR

EERRHRE, BREZIARERE,
HEEFEERARRER N TIERM @, &
DREEFERE—ERERRTIFERM
KR LUA R ERHVIR, RS EZEE K
MK AM KRBT R, FIEER%HE
FIER ER S MR,

N T REEPIFEANYVILN—EZ
RXEN]ERKERT, B2, BT FRE®
AP E S, BRI G —LRRERUERR
TRV R A BB I N AN K, TAE

1. LIEE9
1.1 (%88

IEEAN

BREMEM. Aitt, IFEFBE—MIH. B
SBT3 7% RE S IRIR X 2 MBI am LA K
IEEAIITE T,

A EFA BELCMS-9050 B 5 M &R EE
E-OARAT YT AR ER RN, BT —HM
R EERIPARE NIV PEREERI DT 75750
ST MFERIT T O, PIRERIFE HiF R
BEARERINM Y, & EERAI S, RINRE
mm AR (HAE BN,

532 LCMS-9050 EBE R IEEIE R YTAYEFugEkAN, BEEEN:

W &R R :LC-40BX3X2 % 5 17 &l 28 :CBM-40
B b # #F 28 :SIL-40C ¥ATETEIFTIEMY. :LCMS-9050
= R f :CTO0-40S £ % B S Ml :DGU-405

B T 1F b

1.2 SrFH

BAREIEFT
(E S - S 1

5], P/N:227-30807-03)

:LabSolutions Ver. 5.118; LabSolutions Insight Ver. 4.0SP2

.

: GIST-HP_C18-AQ (150 mmXx2.1 mm., 1.9 pm (832 (£8) LWRMAERA

. 40°C

wOoB1 A AME-SmM 2B (0.1%FER) ;
B #8-2.B5
m o 0.3mL/min
#HoE R R 1l e
AR A N BESR, BAERAIREN30%, AR LR L.

40



= 1. BERRNERER

Time(min) Module Command Value
0.50 £ B.Conc 15
9.50 £ B.Conc 75
20.00 £ B.Conc 95
30.00 £ B.Conc 95
30.10 R B.Conc 15
30.00 =588 Stop
S s

B F R :ESI(+/-) MARBCRE  © 400°C

EHLSME - 3.0L/min DL & E : 250°C

MAEMIER - 10.0 L/min # O & E : 300°C

FIESFE : 10.0L/min A # & R : MSScan(m/z100-1000)

DDA MS/MS (m/z 100 -1000)

1.4 t¥amauibi2

1.4.1 RBUARESH!

DANEE LT 3 MIZEUA KRS 500 ML

REUAR 1. ZB5: BEE: 10 mM ZE_¥8=10: 55: 35

IREUARK 2. ZBE: BE2: 10mM 2% (& 0.1%Hf) =10: 55: 35

IREUAR 3. 285 BEE: 02% =283 ®%=40: 30: 30

1.4.2 FEEAREDH

EVEE SRR, #REX0.3g, BEF 50 mL BEMA, HRMAERREREE, 87 10 min BEAR,
BERAEER, NENRHEREZIE, #Y, HEaTR, REAEREE, &&REL (10000 r/min), 8
EIREN AR 1 mL, EF##E AR, SRS A IR =F1RBURIEE.

2. ER5iTie
DRER DDA/ )R E MERET = MHABIREERARETTRE, 46 (RESRIEEFIN_HK
FRigEZE), £/ Insight Explore BB EIEETIRE, WEMERPNIEERINEFITIRRITE, HIBLIE
ST

SABITUEY, FIRESENRSSH
SN THEN _REIERE

RiB "Flags” 24
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2.1 SALEMER
5 DDA #HES A Insight Explore U4, £ “Edit Method” T TFAY

e

il

BRVIRENNIRIR VAR m/z (B R

“Compounds” FIFRAF7R

- Compound List =l - sample Resufts - JET
# Flags |Flag ID ] Status Type ISTDG ~ Flags | Data Filename Sample Nai
(=] v T v T v [=] hd Y
M1 | FER ©Pending | Target - M 3 Sam-1-3 GIST-H.. |Sam-1-3
M = @ Pending Target %] Sam-2-1_GIST- 3
r=wr— ey : = r
| [ edit Method Settings - Quantitative o X B
k| Fﬂ ) Antiaive (MSn)Ubra@mups Spectrum  Custom Parameters Cl
] @ Compound RT (min) |Unit | Group # | Type ISTD Group | Process Start Time (min) | Process End Time (min) [Qua ~ | |
- . Y Y hd v W v - A |-
g EEw 0001 | Target 1 Default Default [Defe | |
- 2 [smemT 0001 | Target 1 Default Default [Defe | |
_ 3] 0,001 | Target 1 Default Default [Defe| | ||
L B 0001 | 1 Default Default | Defe
- T 3 5| 0001 1 Default Default [Defa ||
A o 5 0001 | T _ Defaut Default | Defe
& 7 0001 1 Default Default | Defe
Integrate Sample B 0001 | - |Target 1 Default Default | Defe
9 | 0001 | - [Target 1 ~ Default B Default | Defz
A o ; 0001 | - | Target 1 Default Default | Defz
I;E . 1 0.001 - [Target 1 Default Default | Defe
i 4461857 |.. 0.001 | - | Target 1 Default Default |Defz
Integrate Compound 7 3581220 ||| o001 ] Target 1 Default Default | Defe
& 3571267 |..||_0.001 —~ [Target 1 Default Default | Defe
| _‘ 1 5 1301087 ||| o001 - |Target 1 Default Default | Defe
E o) 1| 206.1400 |.. 0.001 | - | Target 1 Default Default | Defe
iy ate RSl N 1| mpimg_[367.1686 || o001 | Target 1 Default Default | Defe  flo
1. BE= 3182064 .|| 0001 — [Target 1 Default Default | Defe
2 267.1704 |..|| 0001 Target 1 Default Default | Defe
@ 1 4001525 [ 0.001] —— |Target - 1 Default | Default | Defz
= : a25.2071 |..[| o001 - |Target 1 Default Default | Defe
Edit Tables 3262326 0001 Target 1 Default Default | Defe
N 0.001 - |Target 1 Default Default | Defe
0,001 | | Target 1 Default Default | Defe
F’ 0.001 1 Default Default | Defa
5 0001 | | Target 1 Default Default |Defz v
Edit Flags s
= A
%O
2 AL
wll 1] sol 1 1/393.12

2.2 SNRERZREEE

£ “BEdit Method” TFEY “(MSn)Library” HAI0 (RIBRIEERINZKRIEZE). WNE 2 FR, &
M7 REERPIEEANIVIN —REUERE, FAINKE 7T EFBRNIEEFS5&MT.
J”' Co;npo;md hs: : » * ' ~ Sample Results - EF&T
# Flags |Flag ID Status Type ISTD G ~ || Flags | Data Filename Sample N
& v v T v r = v r
=1 FER  Pending Target | IEE Sam-1-3 GIST-H.. |Sam-1-3
Z Wi |5 ] 4 W I &Pending Target ! ,g 4 Sam-2-1.G Sam-2-1
: 2] Edit Method Settings - Quantitative . a X
: m‘ Integration Identification Qi iy m Groups Spect Custom
— e NS~
: E! [4 Search with (MSn)Library Function  Algorithm: |Insight "Vl 2
B Quantitative )
- 2 Library File Name: Min. SI: m/z Tol: Max Hits: D

Integrate Batch

Z

1. Insight Explore ZX#4&;

m

==
™

3

™ .

s ]

Manual Integration

[ Excliide eompaiinds of same GASE
[ Search with same Precursor lon

[J Search with same Collision Energy

Integrate Sample B
@ [0.5 | [0 Specify a Range of Collision Energy
Q
B los ] 0 - 100
Integrae Compound ? [ Use the Relative Threshold of Intensity
64
|‘@ 5 ‘ Advanced Settings Threshold:
2 L
4
Integrate Result 3 Ignore Isotopes of Precursor lon
E 3 Exclude Range: -2 -5
1
Q q [ Reverse Search
Edit Tables
4 Scan with same Polarity
——

2. Insight Explore ZR{F#;
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2.3 w48 “Flags”

£ “EditFlags” W MREBLERHIENKIB. WERFIR, AXFARMNTHEMIERE, D52 “Lib
Compound Name” #I “Min. Library Similarity Index” JIFRHBEEEHPT—FHHNER, =8 “NE
EfF o

ar Tght (Ad: j=AE i3 = iproc - QQQ POSIcm) =
Shortcuts - Sample List T B Campound Results - Sam-1-2 GIST-HP C18-AQ 1.9um 21x100mm_M1-Scan +0DA POS 16,009 x
= n.gs |Data Filename | Sample Name |Flag ~ n.ﬁ Flag ID_ . Ub. 51 Flag Resuft | Status Found RT| A
il b 1l M = r| hdl — v b
View = 1 F |Sam-1-1 GIST... |Sam-1-1 [Lsi, 1 g 127 @ Pending =
et —T——— © ending 7235
‘ @ Pending 9613
= Flags: @Pending | 0954|
98 Fail @ Pending 6922
Edit Wastiod Flags ™ Edit T Resut 100 Fail @ Pending 7.334
@ Pending
@h Compound mfz | RT| Min Library Similarity Index | Lib. Compound Name | 4 @ Pending 0922
E ¢ R 166.1226 0,001 70 %] 1l | @ Pending 5976 |
2 mE] |310.1413 | 0.001 70 =] | ®Pending 7064
keossa b Score Weights | 3 | gt 2601827 | 0.001 70 [ - i SAE
4 |N-BTEEFmEE 2661670 | 0.001 70 | .
Eé 5 |NNTEBEES. 2521514 | 0001 70 A || SelectPags X ——
6 |78 2321308 | 0,001 70 =] Name )
Integrate Sample 7 B 319.0965 | 0,001 70 =2 ) I
8 |mmsE 195.0877 | 0,001 70 =] wiE |ISTD Peak Area Deviation (Controls) | .
|‘E|h 9 |2MT-N 1581400 0:001 0 = g :; Tailing F-cmr No structure data available.
10 |BFETE 271.1111 | 0,001 70 %] = e —
Integrate Compound _ 1 e 324.1376 | 0,001 70 B — :j ﬁmﬁ:ﬁjﬂign:ﬂdﬂ%
| 12 [ 4461857 | 0001 70 B | [ 16 R oiff absolate
E‘ 13 |SHm 358.1220 | 0.001 70 ] ] 19 | b, enrRT CHs
B 14| W 357.1267 | 0001 70 (=] 0] 20 |RRT (%) i ! o
Integrate Result 15 | —F 130.1087 | 0,001 70 E4 | [ 21 |RRT (Absolute) 5 /@:rﬂ
16 |FZW 2061400 | 0,001 70 [ 022 A N A
17| weEE 367.1686 | 0001 70 [ 0 23 | Confidence 2 S o) e
4 18 | EEBIE 3182064 | 0,001 0] TER L 1EaR  Mass Error () » M‘N\) "
o 19 | EEER 267.1704 | 0.001 70 =] L1-23 Moes Evor (ppen) dact ud
— 20 EEEF |s0s.1525 | 0001 70| et mor Cifttih o
e el ool £ =1 & 27 |ub. Compound Name
F [0 28 |Quantitation Result | x
l 0] 29 [Score
Edit Flags L] 30 [Height
[ 31 |ISTD Peak Area (min)
R [ 32 ISTD Pesk Area (max)
03 15 1 50 . F1 23 Inaalk Acan feel v
O4 16 ... 50|
O] whl if s Fce® & ol
3. Insight Explore & E
>
2.4 HEIERER LR
(13 . ”»” f— = —_— N, R
ST ENBEIRER “Search Library” o WE4FR, #IEXNFANN=TEIEHITER.
[ LabSolutions Insight (Admin) - (XREHE_POS . - QQQ-POS.lcm) - =] X
Shorteuts ~ Compound List « || - Sample Results - O-=ZBEBEE
File # Flags |Flag ID n hd Status ~ * Flags [IRIE e Sample Name | Lib. Compound Name | Found RT |Flag ID
=] hd hd hd =] | hd hd Y od hd
View &3 127 N-EZ B8 @ Pending a O-EZEEMaEE 5.523 |SCR
Edit B8 | ERERATERE N | ® Pending B2 | * Sam-1-2 |o-=zaFms: | 5518 |SCR
=R [ "~ N-ATESENZZEMEEE | @Pending | =23 | * 5561 |SCR
— g 130 :tz.smat @ Pending Accept (Highlighted)
&’ . H ... © Pending ReRun (Highlighted)
B4 132 | ¥ |NAME SCR UL R ETEERE @ Pending
Edit Method [ 133 | ® |NAME SCR | ] S7misE © Pending
| Ejss| | BSEE—RARE 2 |@rending
@h [<REL] (2R ® Pending Make Calibration Curve from Selected Samples
E [ 136 | ® [sCR EEEEEN- S @ Pendi v Delete Highlighted Results
< > e >
Integrate Batch Remove Highlighted Data Files
= Compound Details - Sam-1-1_GIST-HP_C18-AQ 1.9um 2.1x100mm_M1-Scan+DDA _POS L6 005 - O-=ZEFEE
EI 1:MS(+) RT45.518-5 524115 495-5 536] 108e3
= Background /| Pesk /| Smoothing Level [3 MO aseaze STCoTatE T20 Seore
h “";i I 26015090 492 21041 Copy

4. Insight Explore R EE

IRRERINTELFR, KEYyIRPRIRIT “UttU%N—ﬁEﬁ%ﬁiﬂjﬁBﬂF” Z,&EFH#’%%GEFEEPE%
LECRYF, LECEARTT0, #& “Lib. SI” REERGIER, BEIMSEI ZRER LEXNEINL SR
T3, WABHAH—IZERTLE, “FlagiD” 278 7 Name; “ﬁi@ﬁBHFN—’ﬁﬂa%” TR/ SEERET
FUEEILECRYY, MECEART70, BSHEEFEHEZM—E, #UBFlagETo
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= Sample List e e e = Compound Results - Sam-1-2 GIST-HP_C18-AQ 1.9um 2.1x100mm_M1-Scan+DDA_POS L6 009 B x
Flags |Data Filename |Sample Name Flag ~ = ~| Flags |FlagID Name it Comp 1 Lib. Si |Flag Result |Status Found RT| ~
hd A hd & hd i b il i hd b i
H1 | ® [Sam-1-1GIST. [Sam-1-1 Lsi, P & 127 - Pass I [@P |
£ m-1: . Sam-1-2 M 128 . Fail [ 7.235
M3 ® | Sam-1-3 GIST... [Sam-1-3 LSt, M M 129 . N-RTESE-N-=Z888E Fail | ®Pending 9.613
M4 | ® [Sam-2-1 GIST.. [Sam-2-1 [N & 130 E Fal 0| 0 Pending 0954
M5 | ® [Sam-2-2 GIST... |Sam-2-2 Lsi, ? 2 2 Srecogiog | 240
M6 ™ |Sam-2-3 GIST... |Sam-2-3 LSI, M @ Pending | 6.922 |
&7 ® [Sam-3-1_GIST... |Sam-3-1 . | v ™ Pending | 7358
=] ® [Sam-3-2 GIST... |Sam-3-2 LSl P M @ Pending
B9 | ® [Sam-3-3GIST.. |Sam-3-3 LSt P ! S SE S e
] 10 ® |Sam-4-1 GIST... |Sam-4-1 LSI, P [2 @ Pending 6.976
B 11| ® [Sam-4-2GIST... |Sam-4-2 [ | =) ™ Pending oA,
12| ® [Sam-4-3 GIST... |Sam-4-3 M == s
=
~ Compound Details - Sam-1-2_GIST-HP_C18-AQ 1.9um 2.1x100mm_M1-Scan+DDA_POS_L5 009 - BN =R EFIREE ot
1:MS(+) RT{6917-6 926146 772-70701 35105 [| 2MSMS(+)14511969] CE180-52 0 RT{5.620-6.848] 170e3
47521244 7
Background /L. Peak af\  SmoothingLevel [3 |, fazie Rl
1539
[04611966+/.50om (2 80204l 3005 - M SZE.‘L% No structure data available.
7564 ~
=] 2505+
s MSHRENE FiE : 1 FEaE soe{ 28312003
2845 MS })JEl oe0 ] 2540804 ‘.l
25049 RT=6208 | or_co5n ® T
RT=5652% Sf 1559 20864 & CHs
ot reerlilemper—— i . [ o
5 10 15 20 5 30 s ) >
il 1957 3 297.13480 2 iﬁ@ -
RT min) E| 60e6 N 5 M S J—ﬁlﬁ - -
MEDAEN - K ERELFRIEARIE | — sl 1o ol ST e
No product ion scan chromatograms availabl = i 3 7“929.3 . e 26119700 : GI | \) ° [} =
20 400 500 £00 00 400 600 800 e T
- . == mpsetae (+) CE300 RI:3.927 5178 10067
~ Compound Details - Sam-1-1_GIST-HP_C18-AQ 1.9um 2,1x100mm_M1-Scan+DDA POS L6 005 - FsEIEN-Fikem o
1MS(+) RT17.029-7 040116 5647 1251 18803 | ZMSMS(+1(491 20681 CE:18.0-520 RT7.036-7.1261 399e4
Background W\ Peak /| Smoothing Level 3 | ,,mgmw 40ed i
- o N 1Bed
oss12070s5800m ) oo 2 . S s6et]
- f pees g No sgructre data avallabls,
g T4e3] 20e4] 40413866
250]
12037 10e4+ 3215822
208
T =694 —_— R EXARS lssa 15187
- = S N
1004 80e2 s s 99.(::!3510‘“0
50e3 3 31215760
=728 T ] 2001Q | |astz1202 2415089 4
= P 60267
H 10 15 ] 3 0 ™
srid 5. 46119629 34941706 80e6]
FEHEARIEN- I L] | 8] 2
L e 49120780 e
No product ign scan chromatograms available! T 7 T T T T —r
200 300 600 700 200 900 200 400 800 800 miz
oz | RS ik (<) RT$.248 512 1.00e7

2.5 HmER

5. Insight Explore - &/El

FMAERFHTHELE, TIMERNER TSN TRAR.

ml @2 =3 ERd
Hm5 Hmé BT

=2 1I3MUWEYE 7 MERTRREER (ERME)

FS BRI Rl #He2 Hm3 R4 HmS5  FR6 a7
1 FaHIARF 2769373 2714488 2717451 3384771 8664063 8483894 19569747
2 ([EEASATE]S 1921641 1767011 2562125 1450922  N.D. N.D. 1392645
3 AR AR F 13431 12999 31523 ND 789323 765683 15615
4 N-EZ B HARIE 189833 N.D. N.D. N.D. N.D. N.D. N.D.

5 N-Z& R EFHIARIE 515718 438505 364713 355004 N.D. N.D. 417011
6 PP N-25 BB P HIARF 63472 58470 54230 98954 1417040 1342914 76381
7 ST EIHAIE 84509 77690 152554 116668 2711682 2596266 96092
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8 FEHIEBIE N-EL 3080885 2948318 2977523 2316950 54638 77938 2534576
9 AR FIHR A 25523 23882 25478 95005 219525 227367 26553
10 7B EEE) N.D. N.D. ND. 73844  ND. N.D. N.D.
1 EREETRIE N.D. N.D. ND. 19930 N.D. N.D. N.D.
12 EPRREEFEBAEER  ND. N.D. ND. 14699 50303 49254 N.D.
13 EEFHE N.D. N.D. N.D. ND. 15201 15492 N.D.
A °ND. RRKIGH,
3. &ig
ACH A B2 A E) LCMS-9050 B RIBEBIERT YITRTEIfUREKAN, S5 (RESIEERM

TRFRIEE) REX T MRERFRPAEENMDETRE. ERER T MRERFATEMED 13 MIE
ERNIY, FrEEMEEMNEN AR SRIEELEKRY. @3 7 MrEeFERRAE, 255
P] USRI —5Tts, IRRFTEMBEIIBEMRRE, HERBRTRIENIDERNIIY, BB —ERKIRNA

e, HEXAREE,
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LCMS-9030 RiE

i B AXFRSEBSMREEE-TRA YTRBIREREIEN, B 7THmmP 214 FHX YRS
BUFNHEIAF £, 8 LabSolutions insight #1317 200 KX FMIFRMN B2 ¥ —RiLE, RIBFRENE
FHER T RPUIEE MBI R A B FFELL#HTHIA. 10 ng/mL RERIRIHE
FanirtEsn (GRBRK. PBETR) , LUATIIRRHITEEITE, 81T T0%M L EYEIUEE 50-120%2 8, %

KAEHpRE duH

/_II/\—EIJ

17=7,

TREmT 214 FhR PSR

73 7E R BTG TR KR Y R B PRI T &

XH#iE: LCMS-Q-TOF  fbdzdm Xa#/m

EA—MERERT AERHKFET ™8,
MRABNTHREMNEN, BEZEMLIEIR
&, 2Am, ZREMERTI—EFERNAR, F
N NEC RGP e ERENER
YIREFIT NG EENTHRRERRR.

BRIV REEEERM)EXHE,
T 2021 £ 1 B 1 BilehefT. (FH1) 3 6 F 80 %,

1. S2I8ER S

FISE,

Wamh XEYRHE R E R IR HEE,

532 LCMS-9030 Ba X RIAEIE IR WTHY B BRI, BEEEN

1.1 {28
WmOR R
B & # ¥ &
5 D R

£ & B S

12 St
AR R
& % i
= -
% 5t 8 =
x
R
% BB o
FlR

g F

:LC-30AD X2 % 4 17 ) 288 :CBM-20Alite
:SIL-30AC $ATRY B FTiE Y. (LCMS-9030
:CTO-20AC . . :LabSolutions Ver. 5.98
B L fF i , .
:DGU-20A5R LabSolutions Insight Ver. 3.7

. Shim-pack GIST-HP C18 100 mm I.D.X 2.1 mm I.D., 1.9 um, P/N: 227-30807-02

o AAE-0.1%ERER/K+2 mM LR,

B#E-285

. HEERIE%E, Externalonly (GHEREESEIMNEEEIL), Rinse Port

» 0.25 mL/min
o 5uL

=+ B 40°C
wOE R L BEE/K=11 (viv)

. MR, BARFIMEMRE 5%, BYEIiER AR,

pa

. ESI+/- IARERBE  © 400°C
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AKX SEEKE, BILTETBRESR
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EZ4"mE :3.0L/min DL & & : 250°C

mH S om&E : 10.0L/min 2 0O & E @ 300°C

TR mE : 10.0L/min B3 # & X : MSScan(m/z50-1000)

MS? DDA (m/z 50 -1000)
* 1. BERREIRER
Time(min) Module Command Value

0.50 g B.Conc 5
5.00 £ B.Conc 30
13.00 £ B.Conc 60
16.00 £ B.Conc 98
18.00 £ B.Conc 98
18.50 £ B.Conc 5
22.00 =23 Stop

1.3 st

JfE: BiEg, =ERFF.
IR A Milli-Q Plus AR RALEEE F5 XA KHIS.
FREL: BIEg, 4E 98%, EmEERTFo
FRRRTZ . BIE%R, AWE 99 %, ERHFF.
1.4 t¥amauibi2
IBEME 0.5 g Tk, PHBHERET I5mLBLER, DA 2mL 2, ZT92®EE 2 min, FHE%
DERMEETS, BN TmMLZE, BERE 10min, BEBEEE, ZJBES 10mL, £HE4S, 4000
r/min B0 5 min, BX1mL _EE&E 0.22 um JEERE L2

2. BER5i%e

2.1 HRRENIRINER
214 XY IR E FnEigE EICE (10 ng/mL) W& 1 Fimr.
54100.000)
=
1.0—5
0.5—5 i
{I.{l:
oo 25 50 75 wo 125 B0 17s " min
1. 214 FHRRYFIZEN S TR eEE EICE (10 ng/mL)
2.2 FiEE R

FCHPRE 10 ng/mL B9 214 MR FUR SR ERG, EHNHEITUE, 214 HMXRYREHES. F=
X#. CAS. —RB+F. REME. EEMR (ASTM, S/N=10) FERIE 2
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& 2214 KRR EMIER

eyt e 22, R EZHR E e CAS = DFI BFEE — KRBT ﬁf:?nl;ﬂ
1 T RREE Bt Sulfacetamide 144-80-9 CgH10N203S [M+H]* 215.04849 5.8
2 e Sulfadoxine 2447-57-6 C12H1aN40.S [M+H]* 311.08085 8.7
3 B R ERMEE Sulfisomidine 515-64-0 C12H14aN4O,S [M+H]* 279.09102 53
4 TERZIEIE Sulfadiazine 68-35-9 C10H10N402S [M+H]* 251.05972 6.3
5 TG — IR Sulfamethazine 57-68-1 C1aH12N405S [M+H]* 279.09102 7.5
6 IRIARG IS AR Succinylsulfathiazole 116-43-8 C13H13N305S; [M+H]* 356.03694 6.9
7 T# e — B =l Sulfisoxazole 127-69-5 C11H13N303S [M+H]* 268.07504 9.0
8 ER_HRE% Sulfadimethoxine 122-11-2 C12H14aN404S [M+H]* 311.08085 9.9
9 e ez e S Dk Sulfaguinoxaline 59-40-5 C1aH12N40,S [M+H]* 301.07537 9.9
. 10 FERRBEAR Sulfanitran 122-16-7 C14H13N30sS [M-H] 334.05032 115
11 SR-EVE Diﬂuoxaci.n 91296-86-5 C21H20ClF2N303 [M+H]* 400.14673 7.7
hydrochloride
12 Malnk3E=F Indometacin 53-86-1 Ci9H16CINO4 [M-HCI+H]* 358.08406 15.6
13 RZEHA Phenylbutazone 50-33-9 CigH20N20; [M+H]* 309.15975 16.2
14 HEREEVE LomefloxaFin 98079-52-8 Ci7H20CIF2N303 [M-HCI+H]* 352.14673 6.7
hydrochloride
15 R Flumequine 42835-25-6 C14H12FNO3 [M+H]* 262.08740 11.3
16 BHER K BRI Miconazole nitrate 22832-87-7 CigH15ClaN304 [M-HNOs+H]* 414.99330 15.0
17 HREEBS Naftifine hydrochloride 65473-14-5 Ca1H2CIN [M-HCI+H]* 288.17468 11.8
18 Bhgm Tinidazole 19387-91-8 CsH13N304S [M+H]* 248.06995 7.0
19 hEPR T B Econazole nitrate 24169-02-6 Ci18H16C13N304 [M-HNOs+H]* 381.03227 13.9
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20
21

22

23
24
25
26
27
28

29

30
31
32
33

34

35
36
37
38
39
40
41

EUER:E S
A8HR

a8 E

FAPRET
RREE
BT E
ftILE5T

B
EFEIBH
REE?
a3t E K

BERNERE

FAILERM
fRIZFRM
BERDE
AlEVE N
FE Rz — FAMY
FRAHML

amvE

Dirithromycin
Erythromycin
Erythromycin
ethylsuccinate
Cimetidine
Brimonidine
Mupirocin
Tazarotene
Crotamiton

Trimethoprim
Ormethoprim

Baquiloprim
Sulbactam sodium
Probenecid
Aditoprim
Butenafine
hydrochloride
Luliconazole
Voriconazole
Nadifloxacin
Liranaftate
Sulfamoxol
Metronidazole

Ofloxacin

62013-04-1
114-07-8

1264-62-6

51481-61-9
59803-98-4
12650-69-0
118292-40-3
483-63-6
738-70-5

6981-18-6

102280-35-3
69388-84-7
57-66-9
56066-63-8

101827-46-7

187164-19-8
137234-62-9
124858-35-1
88678-31-3
729-99-7
443-48-1
82419-36-1

Ca2H78N2014
C37He7NO13

Ca3H7sNOss

CioH16NsS
C11H10BrNs
Ca6H4409
Ca1H21NOLS
CisHi7NO
C14H18N4O3

C14H18N40;

C17H20Ns
CsH10NNaOsS
Ci13H19NO4S
Ci5H21Ns0,

Ca3H2sCIN

C14HoClNsS;
16H14F3N50
Ci9H21FN204
C18H20N20,S
C11H13N30sS
CeHoN303
Ci8H20FN304

835.55258
734.46852

862.51586

253.12299
292.01923
501.30581
352.13658
204.13829
291.14517

275.15025

309.18222
256.02502
284.09620
304.17680

318.22163

353.96877
350.12232
361.15581
329.13183
268.07504
172.07167
362.15106

8.5
9.9

12,5

52
54
11.7
18.6
13.7
6.6

6.9

13
15.6
13.8

14

141

15.0
11.9
10.6
18.2
7.1
54
6.4
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42

43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64

EERDE

#

HRDE
RMEBR
MAIBR
ELA
KIEH R
MEER
RASE
TUE=
B
B ER
FUERM
BRZ
iz
F&R% FRIEIE
FR% R — g
&R R AR
=Nl
FERZ R A R IR
RiEE

Levofloxacin

hydrochloride
Ciprofloxacin
Clindamycin
Lincomycin
Doxycycline
Minocycline
Azithromycin
Clarithromycin
Roxithromycin
Clotrimazole
Ketoconazole
Fluconazole
Bifonazole
Sulfapyridine
Sulfamerazine
Sulfamethizole
Sulfamethoxypyridazine
Sulfachloropyridazine
Sulfamethoxazole
Enoxacin
Sarafloxacin
Pefloxacin

Fleroxacin

100986-85-4

85721-33-1
18323-44-9
154-21-2
564-25-0
10118-90-8
83905-01-5
81103-11-9
80214-83-1
23593-75-1
65277-42-1
86386-73-4
60628-96-8
144-83-2
127-79-7
144-82-1
80-35-3
80-32-0
723-46-6
74011-58-8
98105-99-8
70458-92-3
79660-72-3

C18H20FN304

Ci7H18FN303
CisH33CIN20sS
C18H34N206S
C22H24N>0s
Ca3H27N307
CssH72N201,
C3sHeoNO13
Ca1H76N2015
CaH17CIN,
CasHasClaN4O4
Ci13H12F2N6O
CaHisN,
C11H11N30.S
C11H1N4O,S
CoH10N402S;
CiH12N40sS
C1oHoCIN4O2S
C10H11N30sS
CisH17FN4O3
CaoH17F2N303
C17H20FN303
Ci7H18F3N303

362.15106

332.14050
425.18715
407.22104
445.16055
458.19218
749.51581
748.48417
837.53185
277.07785
531.15604
307.11135
311.15428
250.06447
265.07537
271.03179
281.07029
285.02075
254.05939
321.13575
386.13108
334.15615
370.13731

6.4

6.5
8.1
53
8.4
6.6
7.8
11.6
11.9
12.8
11.1
7.5
12.7
6.7
7.0
7.4
7.5
8.3
8.7
6.2
7.6
6.7
6.4
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65
66
67
68
69
70
71
72
73
74

75

76
77
78
79
80
81
82
83
84
85

86

I
A B
R 4R
JR IR
JRIEER
REH
Evap;2

L |
1% HEEER
070 445 L B

AR ZER

=)

Difloxacin
Moxifloxacin
Norfloxacin
Enrofloxacin
Furaltadone
Tetracycline
Oxytetracyclin
Spironolactone
Griseofulvin
Chloramphenicol
1-p-nitropheny-2-
aminol.3-propanediol
Nandrolone
Canrenone
Drospirenone
Quinestrol
Norethindrone
Epitestosterone
Stanozolol
Gestodene
Equilin
Altrenogest
Testosterone

propionate

98106-17-3
151096-09-2
70458-96-7
93106-60-6
139-91-3
60-54-8
79-57-2
52-01-7
126-07-8
56-75-7

CB13962449

434-22-0
976-71-6
67392-87-4
152-43-2
68-22-4
481-30-1
10418-03-8
60282-87-3
474-86-2
850-52-2

57-85-2

Ca1H19FaN303
C21H24FN304
Ci6H18FN303
C19H22FN303
Ci3H16N4Os
C2H24N,0s
C22H24N109
CaaH3204S
Ci7H17ClOs
C11H12CLN20s

CoH12N204

Ci8H2602
C22H2503
C24H3003
CasH320;
Ca0H2602
CigH250
Ca1H:NO
CaiH260;
C18H2002
CaiH260;

C22H303

400.14673
402.18237
320.14050
360.17180
325.11426
445.16055
461.15546
417.20941
353.07865
321.00505

213.08698

275.20056
341.21112
367.22677
365.24751
299.20056
289.21621
329.25874
311.20056
269.15361
311.20056

345.24242

77
7.9
6.3
7.1
6.0
7.1
6.7
11.9
12.9
9.1

15

12.6
14.8
147
19.0
13.6
14.4
14.0
143
15.0
15.0

18.0
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87
88
89
90

91

92
93

94

95
96
97

98

99
100
101
102
103
104
105
106
107
108

EERIN R Z2ER
RER LIRS
17a-REEKE
EHE
AARIEL
AR 2
KA R

REER S U T

=i

B

BEARRREL BRIk I
IR EZ2ER
SEIEER

RERET

REMI
RIERR
FRERURE
SRIEIENEN
EIEREYA
REL B
KA
HIZERAR
AR

(EERU/A

Cyproterone acetate
Ulipristal Acetate
Hydroxyprogesterone
Boldenone
Nandrolone
phenylpropionate
Estradiol benzoate
Desoxycorticosterone

Deoxycorticosterone

acetate
Estropipate
Levonorgestrel
Metandienone
Nandrolone 17-
propionate
Prednisolone
Prednisone
9-fluoroprednisolone
Hydrocortisone
Cortisone
Methylprednisolone
Betamethasone
Dexamethasone
Flumethasone

Beclomethasone

427-51-0
126784-99-4
68-96-2
846-48-0

62-90-8

50-50-0
64-85-7

56-47-3

7280-37-7
797-63-7
72-63-9

7207-92-3

50-24-8
53-03-2
338-95-4
50-23-7
53-06-5
83-43-2
378-44-9
50-02-2
2135-17-3
4419-39-0

C24H29ClO4
C30H37NO4
C21H3003
Ci9H2602

Ca7H3403

CasH2503
Ca1H3003

Ca3H304

C2H3N205S
Ca1H2502
Ca0H2302

C21H3003

Ca1H250s
Ca1H260s
C21H27FO5
C21H300s
Ca1H250s
C22H300s
C22H29FOs
C2Ha9FOs
CoaH28F20s5
C2H29ClOs

[M+H]*
[M+H]*

[M+H]*

[M-CaH10No-H]-
[M+H]*
[M+H]*

[M+H]*

417.18271
476.27954
331.22677
287.20056

407.25807

377.21112
331.22677

373.23734

349.11152
313.21676
301.21621

331.22677

361.20095
359.18530
379.19153
363.21660
361.20095
375.21660
393.20718
393.20718
411.19776
409.17763

16.4
15.7
145
123

18.7

183
13.7

16.2

9.8
151
13.0

177

9.6
9.7
9.6
9.7
9.6
10.6
10.9
10.9
11.0
113
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109

110
111
112

113

114

115

116

117

118

119
120
121
122

123

124

125

RS

WERRTE
A
AL
B %2 78 fe B ER B

iy

SR

3

R BEERES
SLRTBUHAEEER RS

=

78,

BIESUN A

by

EuPNEIES
ANl
BIAVFAREERES

eIV

RER AT BEER
[

EMRIABEER RS

e

Triamcinolone
acetonide
Desonide

Flunisolide
Fluocinolone acetonide

Triamcinolone
diacetate

Fludroxycortide

Prednisolone 21-
acetate
Fluorometholone

Hydrocortisone 21-

acetate
Fludrocortisone 21-
acetate
Deflazacort
Prednisone 21-acetate
Cortisone 21-acetate
Halometasone
Methylprednisolone 21-
acetate

Betamethasone 21-

acetate

Testosterone

76-25-5

638-94-8
77326-96-6
67-73-2

67-78-7

1524-88-5

52-21-1

426-13-1

50-03-3

514-36-3

14484-47-0
125-10-0
50-04-4
50629-82-8

53-36-1

987-24-6

58-22-0

Ca4H31FOs

C24H3206
C24H31FOs
Ca4H30F206

CasH31FOs

Ca4H33FOs

Ca23H300s

CH29FO4

C23H3206

Ca3H31FOs

CasH31NOg
Ca3H2506
Ca3H3006

Co2H2CIF,05

C24H20s

Ca4H31FOs

C19H2802

[M+H]+

435.21775

417.22717
435.21775
453.20833

479.20758

437.23340

403.21152

377.21227

405.22717

423.21775

442.22242
401.19587
403.21152
445.15879

417.22717

435.21775

289.21621

11.8

117
11.8
12.0

12.1

12.1

12.3

12.4

12.4

12,5

12.6
12.6
13.0
12.8

13.4

11.8

13.4
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126

127

128

129

130

131

132

133

134
135
136

137

138
139
140

141

142
143

BuE-S QYN
HHRTE
SERIRIAL T R AR
L2 = |
AR BEERES
R

SR RIAR T ER RS

A AT
= SRR AR
SRR
BT
KA BT
T
B
SRS
FET SRR AR BS
RTEE
B R PAR

Dexamethasone 21-

acetate
Budesonide
Hydrocortisone 17-
butyrate
Gestrinone

Fluorometholone 17-
acetate
Methyltestosterone
Hydrocortisone 17-
valerate

Triamcinolone

acetonide acetate
Diflorasone diacetate
Fluocinonide
Norgestrel

Betamethasone 17-
valerate
Halcinonide
Prednicarbate
Loteprednol etabonate
Alclometasone
dipropionate
Amcinonide

Halobetasol Propionate

1177-87-3

51333-22-3

13609-67-1

16320-04-0

3801-06-7

58-18-4

57524-89-7

3870-07-3

33564-31-7
356-12-7
6533-00-2

2152-44-5

3093-35-4
73771-04-7
82034-46-6

66734-13-2

51022-69-6
66852-54-8

Ca4H31FOs

CasH3406

CasH360s

Co1H20;

C24H31FOs

Ca0H3002

Ca6H330s

CasH33FO7

Ca6H32F207
CasH32F207
Ca1H2302

Ca7H37FOs

Ca4H3,CIFOs
Ca7H360s
C24H31ClO7

CasH37ClO7

CagHasFOy7
CasH31CIF,0s

[M+H)+
[M+H]+
[M+H]+
[M+H]+
[M+H]+
[M+H]+

[M+H]+

[M+H]+

[M+H]+
[M+H]+
[M+H]+

[M+H]+

M+H]+
M+H]+
[MH]+

[M+H]+

[M+H]+
[M+H]+

435.21775

431.24282

433.25847

309.18491

419.22283

303.23186

447.27412

477.22831

495.21889
495.21889
313.21621

477.26470

455.19951
489.24830
467.18311

521.23006

503.24396
485.19009

11.8

13.7

138

14.1

14.1

142

14.9

149

15.1
151
151

15.6

16.1
16.1
16.2

16.9

16.2
16.2
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144

145
146
147
148

149

150

151

152

153

154

155

156

157
158
159
160
161
162

SEMERAERES

AE FIARERES
EORMARRERES
BEER Rt 22
BRI ER

EHARAR R ERES
E{RER
BRI

FR¥ZZ

=i

BRI A ERES

B ] SRR EE

KSR T ERES

CERIZZER

WRER
e =] DK A
MWREME
MR
EVELE
BRfthE

)
B

Clobetasol 17-
propionate
Fluticasone propionate
Mometasone furoate
Megestrol acetate
Chlormadinone acetate
Betamethasone
dipropionate
Progesterone

Medroxyprogesterone
17-acetate
Medroxyprogesterone
Beclmetasone
dipropionate
Diflucortolone valerate
Clobetasone 17-
butyrate

Hydroxyprogesterone

caproate
Ciclesonide
Astemizole
Desloratadine
Phenothiazine
Desloratadine

Loratadine

25122-46-7

80474-14-2
83919-23-7
595-33-5
302-22-7

5593-20-4

57-83-0

71-58-9

520-85-4

5534-09-8

59198-70-8

25122-57-0

630-56-8

126544-47-6
68844-77-9
100643-71-8
92-84-2
58-39-9
79794-75-5

CasHCIFOs

CasH31F305S
CarH30Cl20s
CaaH3204
Ca3H29ClO4

CasH37FO7

Ca1H3002

C24H3404

C2H3203

CasH37ClO7

CarH36F20s

Ca6H3CIFOs

Ca7H4004

C32Ha407
CagH31FN4O
Ci9H19CIN2

C1oHoNS

CaH26CIN3OS
C22H23CINL O,

467.19951

501.19171
521.14922
385.23734
405.18272

505.25961

315.23186

387.25299

345.24242

521.23006

479.26036

479.19951

429.29994

541.31598
459.25547
311.13096
200.05285
404.15579
383.15209

16.3

16.4
16.5
16.5
16.7

16.6

16.5

16.7

15.6

16.9

17.0

17.2

183

18.9
8.8
8.1

16.5

11.7

143
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163
164
165
166
167
168

169

170
171
172
173
174

175

176
177

178

179
180
181
182
183
184

SRERRAH
FFEEBE
EER A HIEA
HERmE b
R
EhPER R L AR BN

—FHIM
ZPRAI

HER T FH

FEFHA
HMZ+~E

Bl 5PN
BREEL
ZER

TEH

Brompheniramine
Terfenadine
Diphenhydramine
Fluphenazine
Chlorpromazine

Tripelennamine
Cyproheptadine

Cetirizine
Promethazine
Cyclizine Hydrochloride
Diphenylpyraline
Doxylamine
Tetracaine
hydrochloride
Benzocaine
Lidocaine

Chloroprocaine

hydrochloride
Procaine hydrochloride
procainamide
Cinchocaine
Carbaryl
Carbendazim

Di-allate

980-71-2
50679-08-8
147-24-0
146-56-5
69-09-0
154-69-8

41354-29-4

83881-52-1
58-33-3
303-25-3
147-20-6
469-21-6

136-47-0

94-09-7
137-58-6

3858-89-7

51-05-8
51-06-9
85-79-0
63-25-2
10605-21-7
2303-16-4

Ci6H19BrN2 - C4HaO4
CaH41NO,
Ci7H2NO - HCl
C22Ha6F3N30S - 2HCI
C17HI9CIN2S-HCl
CisH2N3- HCl

CQIHZIN : HC[ N H2O

Ca1H25CIN203 - 2HC
Ci7H20N,S - HCl
CisH23CIN;
CigH»NO
Ci7H2N20

Ci5H2s5CIN202

CoH11NO2
C14H22N20

Ci3H20CIN,0,

Ci13H21CIN,O2
Ci3H21N30
C20H29N30,
C2HuNO>
CoHoN30,
C1oH17CbNOS

[M-CaH4O4+H]?*
[M+H]*
[M-HCI+H]*
[M-2HCI+H]*
[M-HCI+H]*
[M-HCI+H]*
[M-HCI-
HoO+H]*
[M-2HCI+H]*
[M-HCI+H]*
[M-HCI+H]*
[M+H]*
[M+H]*

[M-HCI+H]*

[M+H]*
[M+H]*

[M-HCI+H]*

[M-HCl+H]*
M-+H

+

+

[M+H]
[M+H]
[M+H]*
[M+H]*
[M+H]

M+H
M-+H

+

319.08044
472.32101
256.16959
438.18214
319.10302
256.18082

288.17468

389.16265
285.14200
267.18558
282.18524
271.18049

265.19106

166.08626
235.18049

271.12078

237.15975
236.17574
344.23325
202.08626
192.07676
270.04807

8.9
14,5
9.8
12,5
12.0
8.7

111

111
10.5
9.9
10.6
6.9

9.6

10.5
7.0

6.6

59
4.7
11.3
123
6.2
17.8
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185
186
187
188
189
190
191
192
193
194
195
196
197
198
199
200
201
202
203
204
205
206
207

ez
I
BENEL
BtRAER
RRBERL

TREE
REHH
ARk
IR
KGR
ip )=
+ =130
iy

Diuron
Epoxiconazole
Fenpropimorph
Fluazifop-p-butyl
Flumioxazin
Iprodione
Isoxaflutole
Kresoxim-methyl
Molinate
Monocrotophos
Propargite
Propazine
Simazine
Tridemorph
Diphenylamine
Propyzamide
Alachlor
Fenthion
Myclobutanil
Flusilazole
Fenarimol
Dinoterb

loxynil

330-54-1
106325-08-0
67306-03-0
79241-46-6
103361-09-7
36734-19-7
141112-29-0
143390-89-0
2212-67-1
2157-98-4
2312-35-8
139-40-2
122-34-9
24602-86-6
122-39-4
23950-58-5
15972-60-8
55-38-9
88671-89-0
85509-19-9
60168-88-9
1420-07-1
1689-83-4

CoH10CN20
Ci7H13CIFN3O
Ca0H33NO
CioH20F3NO4
Ci9H15FN2O4
C13H13Cl2N303
CisH12F3NO4S
Ci8H19NO4
CoH17NOS
C7H1sNOsP
Ci9H2604S
CoH16CINs
C7H1uClINs
CisH3sNO
CizHuN
Ci2H1CLNO
C14H20CINO;
C1oH1503PS2
CisH17CIN4
CiH1sFoNsSi
Ci7H1CLN2O
C10H12N20s
C7Hsl,NO

233.02430
330.08040
304.26349
384.14172
355.10887
330.04068
360.05119
314.13869
188.11037
224.06824
368.18901
230.11670
202.08540
298.31044
170.09643
256.02905
270.12553
279.02730
289.12145
316.10761
331.03995
239.06734
369.82313

12.7
153
13.0
179
147
16.0
151
16.7
153
6.2

183
142
10.7
155
16.2
15.6
16.2
16.9
15.0
15.8
15.0
16.8
13.8
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Dy

N
/3

208

209

210

211

212

213

214

RFAM=KEY

FERGHH

SERVH

]
B

RIETE A

SULTEMEA

FRPEMN

R

Ampicillin Trihydrate
Penicillin G potassium
salt
Penicillin V potassium
salt
Oxacillin sodium
monohydrate
Cloxacillin sodium
hydrate
Nafcillin sodium
hydrate
Dicloxacillin sodium

hydrate

7177-48-2

113-98-4

132-98-9

7240-38-2

7081-44-9

T7177-50-6

13412-64-1

Ci6H19N304S - 3H.0

C16H17N204SK

C16H17N20sSK

Ci9H18N3naoss - H20

C19H19CIN3Na06s - H20

Ca1H23N2NaOsS - H,0

C19H16C12N3N805S “H,O

[M-3H,0+H]*

[M-K+2H

[M-K+2H?*

[M-Na-
H.0+2H]*
[M-Na-
2H,0+2H]*
[M-Na-
2H,0+2H]*
[M-Na-
H,O+2H]*

350.11690

335.10600

351.10092

402.11182

436.07285

415.13222

470.03387

11.9

10.0

10.8

115

123

12.7

13.4
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2.3 ZRESEIERE R L

Fol 100 ng/mL B9 214 M XLYIBUR EAVERF AR, RIRBIRFAEITAILE, EVDMT. #H1T—
{MS 335, LUK MS/MS(DDA)3HE, RIGAAERIHERE (10V. 20V, 30V, 40V. 50V. 60V) FHIZZREIE
El, £ LabSolutions insight #XF#1T —REUEERREIL, 200 RIFXPLYIE DY —REUEERE T
1000 FRIK“RPUEE, URKEYRHRNE. 2F. ®RENE. BEFNE, SOWRELEFER.

# |[CAS# Compound N... Theory MW | Formula Column RT|1~ Elj i
Y Y Y Y Y Y Y I
8 |74011-58-8 |fRiBiVE Enoxacin 321.1357 | C15H17FN403 | Shim-pack ... 5635 New
2 |74011-58-8 |fligihE Enoxacin 321.1357 | C15H17FN403 | Shim-pack ... 5632/
28 [70458-96-7 |{EEIVE Norfloxacin 320.1404 | C16H18FN303 | Shim-pack ... 5819 E
34 |70458-96-7 |iEEIVE Norfloxacin 3201404 |C16H18FN303 | Shim-pack ... 5.819 |
32 70458967 |iERIVE Norfloxacin 320.1404 | C16H18FN303 | Shim-pack .. 5812 Open
30 |70458-96-7 |iEEIVE Norfloxacin 320.1404 | C16H18FN303 | Shim-pack ... 58121
26 |70458-96-7 |iBEIVE Norfloxacin 3201404 | C16HI18FN303 | Shim-pack ... 5.803 Zv ¢
|43 - 33 Rt Y = Import
333416 R A E 362.15140 LOOSTH 2058 9003 42 5540 & mot re
1.0e74
5,066
8.0e6 334.15630
| 70663 T% _
6.0e6 ~ |/
5 [JEISE —N N N Save As
3 = 0
4.0e6] . 3
3 44516100 0 o
3.0e6]
I ] 149.01260
2.0e63
1.066 ] ’ 257.14750 { ®
[)_[)E[)E .JL]rULI,.JmJI ul IL |.I.|JJIL Ih.f.llllul LLI I“I Ay I||I .;12:1321'82}) . I|llI @
. 100 150 200 250 300 350 400 450

2. XY KRBT ETN

2.4 et AR R S HIA

BRFIR DM, HE 100 ng/mL IAFEmR, RIBERENEINIGHREBLEHITER], “REEZES
A TR EEFFELHITHRIN. DIERIBARAFIERIIMEmME TR, REIHRPEE RN
m/z285.0208 &% HI&EY8] RT=8.321min, #F&/# LabSolutions Insight Explore BYIEEFEZRINEE, XTN
G m/z 285.0208 B EYIHIT R EUEEREZELED, BMESD 96 77, NE 4 Pk, BAEKEE
FEIMEEEFRRERE/NT S5ppm, 03 3 Fir.

1:285.0208+/-5.0ppm(+) 9.45¢4
RT=8.323
100.00 -
%
0-00 _l o | o | o | o | UL | o | UL | o
00 25 50 75 100 125 150 175
RT (min)

3.m/z285.0208 2B & FmE
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Conpomdkﬁlis POS-#55747100ppbDDA-47-2

Name Sms

b 4

HERIAE | © Pending

~ Ch
# Sample.  Event  +/- ppm| Integ Factor | -
=] L4 Y Yo vy O |» =
= 2B 154 50 0O B
= |
e =3 laen

Li:m'yH’ts Spectrunm: 2:MSMS(+)[285.0208] CE:18.0-52.0 RT:8.264

Predict

Scan

1:285.0208~'-5 0ppmi(=)

100.00
%1 !
0.00

2:MSMS(+)[285.0208] CE: 180-520RT:5.264

108.04362

9204033 156.01102
|

6503709 I ‘ 13001739
L
v 1+

3.5;3]
T
75

100 125 150 175

~ Lib.SI|CAS# Coupound Name Theory MW | Formut  [J2:MSMS(-){285.0208] CE:18.0-52.0 RT:8.264 Scan:24736 36263

v v = v B 10co- 108.04362 L

96 s | BRI 285.0207 | C10H9 ] Spectrum
2 90|80-32-0 | TREmATE 285.0207 | C10H9 o] 156.01102

| %] -
3 8480-32-0 HfEEAE 285.0207 | C10H9 » . i SERMS/MS
< 3 d 5
000 " |

I
65.03870

TERESENAE 15601130 IBEEMS/MS

0 1

J 0%..5// %]

nﬂ* @It b
aﬂw/ 1 108.04420 g
M=y e "7 7so w0 150 200 250 mez

fh {7 MOAE MS(-) RT6.414
& 4. m/z285.0208 R FIEEIEFEMRTRER

3 3.m/z285.0208 —FRIEEHBAES BFRERE

4=x? HA TR BT 1 A TR BT 2
RIS 92.04920 156.0115
INATAE ah 92.04933 156.0110
FREfRE 1.41229 3.076696

2.5 hntwEIE
10 ng/mL FRERK. IPBRFERATIIREF @ TIT EIAREIER, EIRLERINE 5. 6 Fim, REK.
PRRFERM L BB ETE 50-120% 2 BN EIEE 759 156 A 179 4

FRKATREEER (BINE=E%) PHREERATIMREESER (EUREY)
150 200
150
100
100
50 l 50
0 [ | — 0 [ | [ | [ |
<50% 50-70% 70-120% >120% <50% 50-70% 70-120% >120%

Bl 5. FBOKERMR (10 ng/mL) BEIMRLER El 6. FRRBERMNT (10 ng/mL) [EIRER

. #it
SR A BiE LCMS-9030 BB EB SR $1T8Y B B BXRN, BT o 214 #X QY
Eénﬂ’%ﬁ%l}\ﬁﬁﬁi BIN QIR T ZREUEE, £ANEWERAT, REELEERT. 2 EEE. T
B EEmEEREL, AT XY B RIRE 4 .
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LCMS-90307E & B Hfrfistmza i R K9

i E: A5GFABBE LCMS-9030 BEURIEEIE S AR $1TET 8l BT B A A % MBI TSR &
HERBEYHITEE. XRAEATUERIRINEL I, 580 FIEFIE A LUREREE D 99 K H S,
LZRET E 14 DeRIMBFARE LD 23 MRy LA AR, HhEELR 10 MREG5S
K[UHBEREAV)E, FRENEYNREFEREY/NT 2 ppm, EEMENAYS SR MESFA0IE
BEEM. HiE QTOF REMRE/ N MHZT, HLUEITIRE. HEWBEMED T,

KA LCMS-9030 MURFT WTRSEIEIE B KERRRLY

FFHATUT R (XATE ZAPuEMRy, - BRELZRE, FHRERNSHERRENE; I
atypical antipsychotics, AAs), BHERAT. BA HERNRIREATHUREERKEHYE, 49
o AIEER. EMRE. FIORM. FrHIFREREZAY),  NAEDERUSEmAEIER, EiEEEAEY
SERTUSERLAYAELL, BBIERIET . T3, HNeRAHRESE,

LZeMFERR, ERREEENEERSE, FHE AF A BELCMS-9030 BB MR EE K ST
T ERAYN RS EBLMMAEERPAS0EE(CYP)  HRIT ¥ITRYRIBNSE B AE M DTS B HIE
RERE, EMAAREEMNEMRRYTR AYkEEY, HisKRMRARSE,
SEAFHRATERRBEAY S E, MMA S

1. SEIEER5

1.1 {¥g%

572 LCMS-9030 B3R E & E IR YTHIEBIFUE KA, BMAECE  LC-30AD X2 $i/& 3R, DGU-20Ask
RS, SIL-30AC Bnpitif2s, CTO-20AC 8%, CBM-20A A4ti=HI28, LCMS-9030 PUARAT ¥178Y
BB, LabSolutionsV 5.96 TEubZR{F

1.2 SRFEH

G E RSy

& = 1 Shim-pack GIST, 2.1 mm 1.D.X 100 mm L., 2.0 um, P/N:227-30001-04

B M A 0.1%FRERKAR; B 2B

HOFE K R 5uL D ® 1 0.3mL/min

=+ |m 140 °C w olRoA I BERR R

FRiE &4

B F R ESI(#) 2 O & E :300°C

B O B E : +40kv D L & E :150 °C

£ % S &% 30L/min m o3k R E 500 °C

T+ e = &S 10.0L/min H # #& I : MS1SCAN (m/z100-800)
Jijl Fo! = ¢ =5 10.0L/min MS2 DDA (m/z 50-800)
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xR 1. HEERF
BfiE](min) BT GEASS B
0.01 R B.Conc 10
1.00 = B.Conc 10
6.00 £ B.Conc 95
7.00 R B.Conc 95
7.10 £ B.Conc 10
10.00 =588 Stop

2. HFmAlbiE

ERBEEY 300 pL MBEFRET EP B, BIIA 900 uL 28, #&% 1 min, L 10000 r/min &y 10
min f5, BV EBERZE 1.5 mL &R, &l

AR IWET 14 MEAANBAMEER, 2 M=EAMBHFER

3. £§R5itie
3.1 L4 SEFAFIHITELS R

4 STEARL T 3T FIEE O-ZENIEIR. ®IKVER. SELHNER, S %, £/ Labsolutions
Insight Explore 2400 FIFUNARMAF, IR B MERFZA MS?, M 4 SRR MSITIC EfR#)Z THdk iR
MBVEH R BRI RERI YD, 28 m/z D Fe BXWHE MS? FUEEHITH—FHIEE Do
3.1.14 SEANEIEE

TTBPC()
1500000

1250000%
1000000%
750000%
5oooooé

250000

L e e e L e e s o e e e B LA e s e e e s B L LA e s
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

1.4 SHZAM BPC B (RIEE)
3.1.2 1RYE MSH T & H R RERI L B
R 2.4 SEARYS kLR

me e ey 0wz BEmz R BER e
[M+H]* [M+H] (ppm) Bn
1 R 4.70 411.21921 411.21908 0.29 97.5 C23H27N40O2F
2 O-BRERIEER 4.64 427.21411 427.21400 0.24 98.5 C23H27N40O3F
3 R DER 5.30 319.16305 319.16279 0.98 98.2 C15H21N202F3
4 ERIDER-1CET 1 6.52 361.17362 361.17335 0.74 99.1 C17H23N203F3
5 S RIVER-CB 2 4.95 319.12657 319.12640 0.55 99.6 C14H17N203F3
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1:411.2192(+)
40000031:427.2141(+)

11:319.1631(+)
11:361.1736(+)
350000*:1 :319.1266(+)

5.293
6.522

300000

4.701

250000

200000

4.94

150000

100000 L

i L

50000

I A

T T L e e e L B e e e e e e e s s e s e e e e — T —
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

2.4 SEARYIFHIEH m/z 89 EICE (REEFRE)
yu.::.:::.l nlqlxllmr.:'h‘::‘l:i.:"‘kk A7 methosts-1 e - 8 %
. Flags | Semple Ma—e g 0 Staten Sarrgple © Sermple Type Cal Pesmt Level Fomnd AT Cone. s 151D Asea Ares Rty Tadrng F. SN Ref | mie
| i i ] =1 S — ' 5 : E = :
! A Sarrle 3 008 Sampie. 3 ndmeran

Sormpie] Ul </~ pom| imagratn | Facrer]
” e v v. [0 # ~» |
1 B/ | ]

21913 -

Evera] Prctia |11 3¢ Sam
I ) = i -
V| [ (327500 watvect 3317540

LD

3 g
8

s fm { ¢

B
Rrven

Eaplore ST RLEY

3. Labsolutions Insight Explore ZiF =53 F TN RV EE

3.1.3 MS? ik El BT
<1> FIRDBA. FIBER. 9-FZFEFIBE =LA MS2 D1

USRIDBAAG]: @il MSHFUNIE AT RE D FIUE, T FIETeIaeER/IRVBE. FIA ACDmanager 3
B B FFUNAIINEE, tHRIEIEM MR BFS NN MS? BTiEE, HERVSNE 4 iR (L&
RO FORILE EMETF) , BRHIA m/z319.16309 ARMAIVER, B8 4 SEARSHERRIDE,

B FAMIA 4 SEARDESENIERN O-2EFEHR (WE 5-6). -FEFMBHX Z2MEILF, 25
BT EZRETY), PN ESLEMN—M, EFIEEHE—RLZ4,
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319. 16305
Ms?

Illl‘?'—'
E

-3
T

g
i Ty

771.49995
258.}1012 T l i 5490. 41186 ;
—r—r—T i e B e e T —r—r T
100 200 300 400 500 600 700 m/z

Inten (2], 000)

e 200. 06911

MS2: m/z 319.16305

i 228. 10079

sl 130.06557
180. 06216

w115, msz T 198. 05325 . T”aﬁ 69, 12012
Lo db bl ]259. 12020 319, 16993

125.0 150.0 175.0 200.0 225.0 25{’1 o 2?;. o 300. 0 250 15‘0.0 u/z

EHans & --e

| mme tema lmw mete TComD (mle riﬂi’ﬁm"ﬁiﬂ ¥

ko’hc' CUMBIMG)  ManCOHMKE | DSM 2 T R T T ST

EUMININ)  Mew RO 13 13 am N v s (1

)(G'[’ Crm) conmea masees | mm e faosen | oeomn | mess | o s

— —_—

TEUESEEEEE DO

EEEEEE R

PR T T BAEE 1A
- = I dinis S

4.4 SHERRFERIVER (M/2319.16305) BI MSTH MS? Brig B H ACD A ILECLER

lOOl_Men'

2 411. 21921

Mms!

25 i
- 206. 1 1304 503. 32295

585. 27110
C gL L s g 710. 45005
| L I LA A T L A T L L

100 200 300 00 500 600 700 W/
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Inten. (x10, 000)
5.0 191. [1770

MS?: m/z411.21921

411.11892

//ng.,nsass

150 200 250 300 350 400 450 i

(=]
=

fde Yew frocem Apsisin Joch Detsbewe + ACDfsbe bwip

B beve Optioms  ffindows
dE0 1 e T-@kE-. EHANSE .

" o 2 .|v U L2
e

A T W ——

A4
L

O M T ™ M Y o TR 1 L LTI
e

5.4 SHEEARPRFIEE (m/z411.21921) B MS'HD MS? BUEEIRE ACD 4 ILEER

mol_"@' :
] 127. 31411 M5
754
50
] Ll 679. 51225
951 340. 25951
] 295.16552 |  396.8015] o2, 9&\
0- . L l-.l I.I ll it ||| — |Il1 'yl"|4 IBflinI:igu‘ :592"3'?83'6 i |?l|’1| o]

T -
100 200 300 400 500 600 700 m'z
Inten. (x10, 000)

P 207. 11278 MS?: m/z427.21411

2.5
2.0
L5

LO

0.5 110. 05914
165 352, 98028
0.0 T o A Y AR R T A “r s ke A W ARSI s
150 200 250 300 350 400 450 m/z

427, 21438
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e boshls Tosh Dmubaw Qpioen Wedoms COMab lsle

mofs  TClsi e mate

o - I R

Shpr ot am BN D e

d*l’ .:: _:_I\: wrrom | sme I [ By TR def 2 | daSvoD asn-aa
L @
o g | g e
o : :':- S T A G B4
= Eﬂrj’%g’mu 733 i
El 6.4 SEEAR -FEFIER (m/z427.21411) B9 MSIF] MS? BRiEE & H ACD EATfFP_EEE

<2> 2 M@ RV BRARIEIBY MS2 oA
a. L 10 m/z361.17363

RE) 1 9302 C1TH23N203F3 M@ R7PEAD F I\ C15H21IN202F3 #8LE, #BET C2H20, R
)1 B9 MS? BUiBE S A7VBAR MS? BUEEIXSLE, MEK m/z 258 LIRINERD F ER B FEVISHY,
IR B FERWE TR, FLZA5EY) 2 plae R A7V BB S =1,

1[]Ol-nten.
] 361. |7362 ms?
75
] 542. 32475
50
25+
] 330. 3368 448. 1)50
] 286. 14356 | | [ 494. 32 639. 44791 AR, 180
0 . . - . " r| il . . + ll‘ ' . . v 1 Ny . . . y
100 200 300 100 500 600 700 n/z
Inten. (x1, 000)
4,0 130. 6497 200. lLEuB'&I Ms?: m/z361.17362
3.0]
] 180.
2.0 145. 02615
- 226. (8512
1. 0
N c: 50255 L T P 43,0155
100.0 125.0 150.0 175.0 200.0 2250 250.0 275.0 300.0 325.0  350.0 m/z
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OH

4.5 I o 200.46831

] e ~cH, i .
4.0+ CH.
: 130.06497 . :EKQ/M\’ Kl/o O
> :E ‘Q)‘\W: O/CHJ
3. 0 F\T. ;(G)V\/\
F 18006211 F

] : F
2. 3 c
N NH 0y .
’/\):\) . ARSI
¥ i P
204 ¥ r
14502615
r
1. 5 F
22608512 \I,on
1] &@XM
0. F
on— 160.05769 | 19504476 \ 21106099 244 Elazss
o ?S 1| R e T | RN .L.. A | TR | I. Ll | . ot Lo
, e ——t LR TPRRY I T N V WEEFRS  T  S— et
100. 0 125.0 150.0 175.0 201 225.0 230, 0 275.0 300,0 32.0 350.0 a':

7. & RDBRMCE 1 B MSTRD MOSZ FRIEE (EE) LUk MS? B BTRnER (TE)
b. L% 2: m/z319.12657
R 2 HFE CL4HITN203F3, BT AHEIERE ChemSpider 5 Metlin €%, SRIHARER
Fluvoxamine Acid, RIEEZMTL, FIA ACD REFUNEHIEICHN _ KR BEF, H5ENA MS? FuEE £
HEFLR. 80% LU EMNBETFYIE, ALY 2 AlsE R & ARIVBBNMEI~Y),;, BERAVBEERERS AN
(+0,-CH2,-H2) &M=,

1001_"”"
1 319. 12657 ms?
75
50
312.21719
25:
1 . o |1356. 26457 576. 39598
0 1 i Tgﬂgb :538‘ ((]“-581‘ ol | A L‘ ) I | L 515. .;é?l_i‘ ’ L A 741. !91‘90 ]
100 200 300 400 500 600 700 ”.
. o 160. 03730 188. 03259
f 98. 05419
162.105313 925 49
Cjus.oues | P | s i 302. 10109
' 125.0 150.0 7.0 200. 0 250 230.0 275.0 100.0 i

8. &|RIVBAAE 2 B MSTHD MS? i E

ChemSpider

Search and share chemistry

Simple  Stachew  Advenced  Hestoey

¢« | Found 1075 results Advertisernent
Search term C14 H1T K2 03 F3 (Found by mokeculas formda) B
Fluvaxamine Acid 5
Spatight
[
218292 Dn i
318.115141 Da [
22547007

=% - Double-bond stores.
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Sample_ 13, D0A )18 12 e

ey 0.
o N~ N,

o TR

b 0 g el HO

he

- P | A TP - ¥ 3 STy
fhchm® iy 233 - &
G b Dataiar Repot  Chum i

9. i1 2 (m/z319.12657) ChemSpider #ERLR S ACD BFILEIER

3.2 HRSTERPFIEERE. 9-FZEFIEE. MKWEAREEY
NEETIERE. -FEMNERME AR AT, H7HFIEER. SRR AREAEY)
NWREHBESRE. BEREHRERR, MEHRMEEZE<2ppm.

&3 ZERPHIER. 9 RENIEINREERENREERE

. USSR (236 m/z 411.21908) O-ZEFUSEER (I m/z 427.21400)
M m/z RE I ER SN m/z RE I&EFR
12 41121922 0.34 206550 | 42721410 0.25 290987
22 L 411.21923 0.36 223013 | 42721425 0.60 235650
32 1 41121940 0.78 153289 | 42721439 0.92 179631
42 1 41121921 0.29 179868 | 427.21411 0.24 175915
112 | 41121974 156 3709 | 42721472 151 306716
K4, 2 MERFPERVBAEREYN RS ERENRERE
bk &RV EAIVBBLEY) 1 FRIDBECE 2
o (B3¢ m/z 319.16279) | (3¢ m/z 361.17335) | (B3¢ m/z 319.12640)
M m/z mE E®EFR ¢ S m/z RE E®mR 1 LW m/z RE & mEFR
12 | 31906267 037 239073 | 36117339  0.10 239775 | 319.12632 026 62926
42 | 31916305 026 808066 | 36117362  0.74 791777 | 31912658 055 392141
132 | 31916328 063 2500583 | 36117391 110 1074572 | 31912678 062 337791

3.3 14 TEFREEEIIFMBEENS VNG RCE
SZ 31 EMTFER, M 14 DMERREMEL 23 MFUEHAYIREAEY), ERINEK 5
7 5. 23 s R A M E SR E LS

R (9=x7| RERTE]  EIE m/z[M+H] DFR RBHER
1 FIEEE 471 411.21908 C23H27N402F -
2 9- R EFIEEER 4.65 427.21400 C23H27N403F a%
3 #|A/VEE 5.30 319.16279 C15H21N202F3
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4 FARIDBE-E 1 6.53 361.17335 C17H23N203F3 Z B

5 FAIVEA- Y 3 4.95 319.12640 C14H17N203F3 AW+EREHRE

6 o] 37 R P 5.32 448.15531 C23H27N302CI2

7 Bl ST R84 1 5.20 446.13966 C23H25N302C12 Sk

8 BEF 3.60 313.14814 C17H20N4S

9 BRRF-HRgy 1 451 329.14306 C17H20N40S at

10 [EF= e 5.72 309.09020 C17H13CIN4 -

11 AR 5.49 306.08110 C17H17CI2N -

12 = EhM-rE 1 5.42 292.06543 C16H14CI2N EREWL

13 & ERAR-I51H) 2 6.29 498.10808 C23H25NO7CI2 SN+ENERERRR (L

14 ZHAR-CEH 3 6.21 350.07153 C18H17NO2CI2

15 =AY 47 6.67 306.04537 C16 H13NOCI2 AU+ERERE

16 = EhAR-E4) 5 6.07 336.05551 C17H15NO2CI2 BE

17 =AY 6* 6.02 484.09243 C22H23NO7CI2 ERE+A AR

18 goa=ialir g == 8.68 325.17110 C20H21FN20 4

19 3 B FEERE -5 1 5.06 311.15540 C19H19FN20 EREY

20 ST 424 370.17950 C17H27N304S

21 FFRIPAER 497 413.11974 C21H21CIN40S -

22 FRIPEER-1CE) 1* 5.76 429.11465 C21H21N402SCl a

23 FTAIPRER-C41Y) 2* 4.187 443.09392 C21H19N403SCl BEA
&iE: D MARVERSS, AN ZREEAFITONT; (OB MS1 RENMESR,

23 MY R BT 14 DA MSLFRERREDHWE 10 PR, H7E 2 ppm LURW; XEHY)
AP EERHERINE 6 PAo

R RZE/pom

O @ee

-
@ w
w
@
e7E e

10. 14 My aceh 23 MAEY RERRER 2

& 6. 23 MAY R ERSYIE 14 MEATHRHER (@FTKNL)

No. =X B m/z[M#H]* 01 2 3 4 5 6 7 8 9110 11 12 13: 14
1 | EER 411.21908 e 0.0 O o

2 - ELFIEHR 427.21400 e 6 6 06 0 O [ o

3 #RVBE 319.16279 [ [ ®
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4 AARIDBA-LE 1 361.17335 L L o

5 FRIDBE-REH 2 319.12640 L o

6 o] 37 MR M 448.15531 L [ o o

7 B TR PL-FL 1 446.13966 L [ o o

8 BT 313.14814 | J o [ o o o o

9 BB 1 329.14306 J ] o o

10 (G 309.09020 J ]

11 M 306.08110 J [ J

12 AR 1 292.06543 J J

13 2 AR 2 498.10808 J J

14 AR 3 350.07153 { °

15 MR- 4 306.04537 J J

16 AR 5 336.05551 [ ®

17 Z AR5 6 484.09243 [ ] ([

18 YA E= 325.17110 ] [
19 NEARE=-REY 1 311.15540 ] [
20 ST 370.17950 J J o o
21 FrHIFaER 413.11974 o o

22 FTrHIPRER-fLE) 1 429.11465 [ BN

23 FFhIaER-1Lis) 2 443.09392 o o

3.4 =HIMEHEI MIC
FATWR 2 DERME, ERREE 23 MY REREYIIARICH, =aMEFmIVREREFRE
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YIEl 11 F7To

1:411.2191(+)1:429.1147(+)
11:427.2140(+)
60000-11:319.1628(+)
11:
J1:
50000—]'

)
4
3
361.1734(+)
319.1264(+)
448.1553(+)
] 4461397( )

4000017325 )

30T 0902(F =
] v 7

300001

ﬂt_r {7
=

(]
L

11:498-108H+)—— =
350.0775(F) —— — OSSN | A e
20000300454 (F) 0 M&

11:336:0555(+ v

e e e

10000-:325 474+

370795
01 413 1197(+) S — - — — e

3T I55415)" 7
i 1
oo SN
—

0.0 10 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0
El 11. =8IMmER MIC

4. &g

ZAXH A &% LCMS-9030 & RURIEE E S5 PURAT S TAY B FuiB B A E M2 A Im PRI A IS A5 14
WREAYIREAS; M 14 DiaRIVEFAREMEDTH 10 M58 DTSR ZYIA 13 %*H*E?éﬁiﬁﬂ% E

MHR 10 MRASSHEREAY)S, HF LCMS-9030 sntmiEEERENERL S, —RME
REITE 2 ppm LUA; 2 FINFUNERE. ACD manager RHEZE Lo BVEBIE 4, PILAEE.
BITEMEDIT; NGRS AYRIRREEDITRHEE,
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% 3§ Q-TOF ERmMAIrR MR R A

TER—FMEER B DRI FEL, UHPLC-QTOF-MS EARERE. DR, DITERELREEESE
HEEEEEAMLE, 44 LabSolutions Insight™ Explore 58 KAYE MEFEEDHEES), BEiIXF
RARBEW ZNAT TN B mAIFRIT A,

LCMS-9030/9050 TE R A E LR BIONNLN . FeE “BRE M “FLEaR EHSFERTEMEX
DR, BRIk RIBR A ERINEE ZXFNAR, BN RRETE2MIENEE
NE. BEAMEREONITEFEEN BMINERRE, MERK, ¥ULEFE, A UHPLC-QTOF-MS
HITEBmEAKRZON, SEREERE, EATIEEALEMMRFLEMTHIE, T LabSolutions
Insight™ Explore 2+, FIF Formula Predictor 2 FZLFUMTNAE#HTT T BUZRFEITMN Mo F I,
#£%4 LabSolutions MS" FRIZEINRE, #E T UHPLC-Q-TOF RAFMEARETTERIZEIEE, TMURS T
THEMENEWRE, EARKRIERE T EAMRAGZBNDITE, NERLLEHREERATE,

=P NS¢
BITEURE FEEHIE ABPOW v .
BN EE N R E R DDA st REC D

4

RFERET IR E
IREER R AFIHIEER IRIEAURERIMS/MS — RS E T EE =

1. BERBHERDE

LCMS-9030/9050 TEHMAERZBRMIN B, MERZERHR ENARAT ZNAaYMz—, KEME
ZHEAH, FrERtin BARREREANE]. BEMERRETRENKTE (ng/mL), BRIEZEXRA
=BEMRARRBAEONKFNTNAER, WHERBER, BREZAiFETERUEYINERYR
Bl FRIIDT G E. & LCMS-9030 1 T HUREMHRE KA 15 MiIERKREBNS %, ZA AP
181X 10 min, HRTE 0.01 ng/mL~0.07 ng/mL, —&EHREHEHREIZE/NT 1.5ppm, BMUESD
mEIER, “REELEES, AIEATREEHHEKPSHRNER,

RERNBFENA UHPLC-QTOF-MS SR EBAIMETIHIAEEMR (iR, Bk, MERSE) BIR
mEMESERN, HEEXITULMIARSE,
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LCMS-90301RETHRE R EEINBFERP S RGT%E

B B AXFABSE LCMS-9030 BERREEIE IR WTIEERAN, BT —MREEMEHSE
EEMN TR 49 MEITTENNRAABNTG E. 2 ARCEBERE, HFREIFRI, BFE IR
[FERERE; DIMERER, WNEEMR 15 28, RBES, RHEE 0.01ng/mL-0.75ng/mL; &IEX%H
Rif, HXRLK rYART 0.99; HBEERYF, RSD /T 5%; BEENRIRELEWRE, —RfUEREY
AT Lppm, FEUERSWESLER, “REELEES. ZAAREERE. REES. EMMERE
SWNERIEAIREEY, FERTIRREMSREAEEWNERKR SR,

Ke#iA: LCMS-9030 WRIT ¥ITRTIEIfE B RAAHE

(BRREEZRIVE BRPRARKEZR BB SREEITHEEFENEY.
£)TRBRNKRARATAEREIEITIE MNE 3650171, BaPHKAZERERRMETENERRH
FIB1357I, HWHR. KR, XHFERXTm  ZWHNBAZ— XF A HRLCMS-90308BEMR
RAKBBIINEZR. BRI, ERNETHE  EACELRT YTREREERAN, BT —MR
REFmPARAGRERE, NISPHRFEM(EE)MEED  REMHE L EEMN TR 49FFI1T N R 5%
KERF(R)FIE T 2405TIRETE, BXWARENT  BERTSE.

EERAMRRIATFEREE, FREE. RE. &

1. SEIEER5

1.1 {438

£ LCMS-9030 HBERAE BB IR AT TR B BIEECAY, BEEECE : LC-30ADX 2 B3R, DGU-20Asg
TELBSA, SIL-30AC Bnpififes, CTO-20AC 8%, CBM-20A #4588, LCMS-9030 FUik#T ¥1ThY
BB, LabSolutionsV 5.96 TEua3R{,

1.2 PrEH

RAEEE RN

=) = ## : Shim-pack GIST, 2.1 mm 1.D.X100 mm L., 2.0 um, P/N: 227-30001-04
w1 Al ImMBEERRRAGAR; B: BEE

#HOoE K R o lul D) ® 0.4 mL/min

= B 45 °C w o OB s X BEER &D

Pk &M

B F R ESI(+) O R E :300°C

# O B £ : +45kV/-3.0kV D L m E 150 °C

£ % S &S 30L/min m M R E 500 °C

T+ e = A= 10.0 L/min H # 1% I : MSI1SCAN (m/z 130-1000)
Jiji R = == 10.0 L/min MS2 DDA (m/z 50-950)
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x 1. HEiERF

Time(min) Module Command Value
0.01 Pumps Pump B Conc. 10
1.00 Pumps Pump B Conc. 30
10.00 Pumps Pump B Conc. 95
12.00 Pumps Pump B Conc. 95
12.01 Pumps Pump B Conc. 10
15.00 Controller Stop

2. oA tig

EFAF AL FREX 10.0 g EFFmT 50 mL BOER, IO 20 mL 285, #R5%HE 30 min /&, 0
A 5.0g S, BIZWEZ 1 min, L5000 r/min B0 3min &, BERZENE, 022 pm iBIR, 8K
%R 5 EaFl. ASLI0IERINATFmBYIIARRE A 100 ng/mLo.

FOERRESH): 3 1.0 ug/mLIBEIVERRER ZEZEHER 0.1 ng/mL. 0.5ng/mL. 1.0 ng/mL.
2.0ng/mL. 5.0ng/mL. 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/mL #1 100.0 ng/mL. 200.0 ng/mL BIRE&

ERiEFm, BTEEXR. RHR. B2

3. ER5iie
3.1 RGEINERREHIRIMEGR

REZR,

2R 2 F 49 MEITINAZSIEIe m/z $2EX 5 ng/mL 49 FAZRAT EIC 1EE], WE 1 Fim.

Gran.coo, ESI+
40
352 ' ESI +
30 ‘
25 | |
20 1 | !

1 " .
j b_. r‘ | 1 I: | [ | | | If l |
10 | | | : | | .

| y 'I i ‘I ] .|\' | 'lh

o8 J ! ﬂ.‘ k "Jllf.l' (| ‘:I 1 I'\ I
oo l S} : - —— s
45?‘200“3] 25 5.0 7.5 100 125 ESg- 0 mn
a6 l ES| -
EY) ’
25 '
20 M ‘ ‘
e i
00 _ | 11\

0o 2's ' 50 7.5 ) 100 125 i

1.5 ng/mL 49 R ZEAR EIC
3.2 EERELSR

3.2.1 EFIFRES (I4RKRE 100 ng/mL) hiREVERIMIRE
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ER%AFRIMGITRNKRATHETIR, MIERIMNTFRPHERIZIE 40 MRERY EICE, ZHA,
HIREEIY 8] 55| R PBARAI IR B B {8 — 2

3.2.2 MS! REHETRIEITEM

& 2. ERMITFRPHEEEIR 49 MRABFEMETIRE

g a=x? {R BR8] B m/z SN m/z FESHIRE (ppm)
1 ERRZRE 1.401 142.008612 142.00853 -0.58
2 B R Bk 1.718 184.019177 184.01911 -0.36
3 KABRR 1.957 167.103971 167.10398 0.05
4 arR 1.957 214.029741 214.02978 0.18
5 RBEH 2.089 189.159754 189.15969 -0.34
6 PRI 2.073 229.061735 229.06184 0.46
7 B K 2.277 240.101253 240.10133 0.32
8 KZRE 2.690 163.053575 163.05360 0.15
9 IREREE 3.736 238.107385 238.10731 -0.31
10 ZER 4.309 192.076753 192.07669 -0.33
11 iy 3.331 256.059579 256.05962 0.16
12 RE 3.707 230.006897 230.00708 0.80
13 ERBK 3.764 223.074501 223.07455 0.22
14 R E+Na 4.669 213.066820 213.06703 0.99
15 WER 5.491 220.953177 220.95331 0.60
16 T EE 5.608 222.112470 222.11268 0.95
17 BRI 6.323 277.015019 277.01509 0.26
18 BRERE 5977 202.086255 202.08622 -0.17
19 SLAR 6.699 248.058516 248.05856 0.18
20 BRR 6.699 280.154335 280.15455 0.77
21 RRXFERE 7.041 481.978068 481.97828 0.44
22 BRI 6.518 293.009934 293.00987 -0.22
23 IKBEBR B 6.780 312.042987 312.04299 0.01
24 peativ U 7.772 388.131012 388.13125 0.61
25 2 7.584 294.136767 294.13695 0.62
26 1% EZ 7.697 200.118224 200.11823 0.03
27 LB hR B 7.358 318.001812 318.00195 0.43
28 R B 7.508 404.124097 404.12435 0.63
29 = VR iy 7.885 331.043343 331.04337 0.08
30 = B 8.092 314.072275 314.07231 0.11
31 BRE£AZ 8.995 376.038086 376.03798 -0.28
32 =i 8.431 375.204300 375.20435 0.13
33 RBRERIRM 9.202 406.071973 406.07219 0.53
34 FEM4ER 10.312 886.531118 886.53190 0.88
35 FRE S 8.732 354.089937 354.09018 0.69
36 3 9.033 305.108326 305.10811 -0.71
37 ik 9.089 367.994140 367.99431 0.46
38 ERRERE 9.227 261.020105 261.02022 0.44
39 EhRBE 9.240 299.061376 299.06125 -0.42
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40
41
42
43
44
45
46
47
48
49

R
E3d
(=5 S
DA% R
ALRAE
AT
AHEEN
A RERILEN
KR
FRRAR

9.654
10.294
10.651
10.689

8.413

8.327
8.818
8.626
8.701
8.511

372.942417
349.933560
895.481429
365.144888
434.931430
386.964445
450.926345
418.936515
307.004657
309.024785

372.94245
349.93361
895.48145
365.14468
43493119
386.96424
450.92598
418.93617
307.00454
309.02462

0.09
0.14
0.02
-0.57
-0.55
-0.53
-0.81
-0.82
-0.38
-0.53

5.00
4.00
3.00
2.00
1.00
0.00

-1.00

P S 22 o

-2.00
-3.00
-4.00

-5.00

012

AMREFEVBEUATRRE (ppm)

3. ERNNATEE G 49 MR FREHUERMM TN SR

34567829 101!1213]-3!5161"18l%gl22:3.‘4.‘526:'25.‘9303[51555-135363"365940-!14:‘.434445-164'.’454950

BT MS! FRETUEMMITN, ERER 49 RGNS RERSEILREHBIENRENE 1
ppm LI, RBRREREIREY, EMERAISE.

3.2.3 FMI RS T

[E Labsolutions Insight (Admin) - (S2FRHHT LN %R T-20181216-post.lem)

Shorteuts.
File
View
Edit
Review
Report

Explore

EE

Caleulate Mr
Calculate Formula

o

Find

EURD BN

50 R —E

- bad
~ Chromatogram x
# Sample Event +/- ppm | Integrate|| |3 | 125605964/ 50pem(s) 1734
L4 Y& T2 hd O — | 10000
21 [ 1 [ 5.0 (] .?
‘ Scan 4
+
=X @
Averag T T T T T T T T T =l
I 15 175 2 225 251 275 3 325 350 375 425 45 475 5 525
S % R
S— r a— =
- Spectrum x
* Sample|  Event| Profile 2 | [MseRT3349 sssosess 22504
.4 Yo Y O |# 10000 |
21 [ 1. O
= Predict %
25805676
= 25482418 ZST?B‘BB‘ 25905846 25503820 26701424
Events.. T
25708198 25905917
25805687
2]
= 8
“m 256.05958
= T T T T T T T T T T T T
Next 246 248 250 252 254 256 258 260 262 264 266 268 miz
[C2 H10 NS O2 Cl=Hi= 100¢4
~ Formula Predictor - 256.05956 - 1:MS(+) RT:3.349 x
~
256.05956 &l
Error Margin caleulate Pred. (M)|  Pred. mfz| Meas. m/z| _Diff. (mDa) | Formula (M) lon Diff. (ppm) | Iso Score. DBE
hd Y hd hd hd Y hd Y
l:l ppm e 255.05230 | 256.05958|  256.05956 -0.02 |C9 H10 N5 02 ¢l M+HI+ -0.073 95.14 7.0
Fixed Spectrum 233.07015 | 256.05937 | 256.05956 0.19[C13 H7 NS [M+Na]+ 0.758 69.13 130
s 233.06978 | 256.05900 |  256.05956 0.56 | C6 H17 N3 02 Cl2 [M+Na]+ 2176 52.02 -1.0
DBE Range: & 255.05145 | 256.05872 256.05956 0.84 [C4 H11 N9 CI2 [M+H]+ 3.268 35.70 3.0
Adducts 255.05316 | 256.06043 | 256.05956 -0.87 |C14 HO N 04 M+H]+ -3414 38.56 1.0
Electron lons: .

4. WRMBEMZEDHIFNLER
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1
3.2.4 ZR ik PR R ICES T
[ e (Syle| i (MSn)EEERT = ) |
B #9[ESR) AEV) HADESO EEG) BEH g el
PYH S 4 EES | e | ks Ef SP ID fLEEk FLXEN it 578 ¥k ] URL
2 Fl|L\r nltgm 0.0000 CoHA0CINED ;gg;u] =
3 82 [  FWSLibrary 303 105827-78- MEchi 0.0000 COH10CINGO2  Fch|
EET-
« i v | Be=z-
BiF: EHS:2 HEBE:S0.00:950.00 FjiFEF:256.0597 Hif:+ EERTEE(W): ZinEE
o _ Base Peak: 209.0589/10, 000, 000 % TR =
5 psez
-] @ RiFFHEET
T OHRBATEETT
503
25 A0 S
= & . o
84. 0550 1280254 | 158.0735 4800204 g5 pids 336, peod 4 ‘:'ttisc
50.0 75.0 100.0 125.0 150.0 1% 2000 2250 250.0" 275.0 300.0 o8
1:0.0000 SPD: 306 BEEE:  50.00:300.00 MSERE EET 256.0596 O4mg
hAsti=til TH kbt
100 Base Peak: 209. 0585/10, 000, 000
- o74 209.ps58 =y
759 }{P\/@r
504
[ 259 SR g
L. - oean 84. 0543 paso 8. | AT R L Ui_s..cziz 99 733 149 os3g
#igLLE s0] 75.0 : 150, 175.0 200.0 p zilo z00.0
fheintss FLID(SP ID): 306 CASE: 105827-78-9 {ketnadn: I ,
B/ T B8 0.0000 aF: COH10CINS02 -
T [MoL] AL Faz| URL:
AN EEE: =
BIEEES RERE: 0.078 B o
RS EET: H+ +1.00728 EthET: 256.0596 HHETEED:
MSEREL: 2
MSER BERE: ESI FETE: 50.00-300.00 I
5. MEERM LR Bk FE S R ILEC TN

IR T 49 FARZ MS2 — KT
| 5i&EFEHAE CE

=1

BEEE

YRS

B, &

QZ

o R R
= EREARE PIE 80%LL Lo

EEEEE, IESRINARF RO RIAYE R MS? FR1E

PERE. BURDH. “ROEELEFTNER, FJHEZLOITEUIR

GLRENE. MSIRE
AR E HIRIBENH N B IS S X M AR A i —2
EERNVLER

3.3.1 R BE T

* 3,49 FRAHIRC R (Peak to Peak)

RS W EWZFT PR ng/mL wS da=xZE=R PR ng/mL
1 B Rt 0.04 25 eSS 0.02
2 7 B PR Rt 0.09 26 1 EZ 0.05
3 KARRR 0.13 27 IRt 0.05
4 RE 0.02 28 A= 0.07
5 BEE 0.16 29 DU 0.11
6 ORI 0.39 30 = R 0.09
7 5 KR 0.12 31 17 NFE3i 0.06
8 KEZH, 0.03 32 RELH 0.10
9 RERHE 0.36 33 RERER IR 0.02
10 ZEX 0.03 34 FaEMERER 0.04
11 lsg=={i7) 0.09 35 FRE R 0Hs 0.16
12 KR 0.08 36 TR 0.01
13 IE SRR 0.05 37 RIABRBE 0.08
14 R, 0.52 38 ERRERE 0.75
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15 EER 0.75 39 B 0.20

16 = 0.31 40 AR 0.05
17 BRI IN 0.04 41 =5q: 0.06
18 R 0.49 4 PRILEERI = 0.50
19 SULLAR 0.03 43 A% = 0.01
20 BRR 0.01 44 RS 0.05
21 SREXEBPHE 0.08 45 el 0.01
22 ER PRI 0.09 46 AERBEN 0.02
23 TR BRI 0.60 47 FRAFILIN 0.02
24 i AEly 0.12 48 i 0.39
49 FREBRAK 0.14
. J [ | :
: \l : |
L . .EIUI;»" AN a.}rl,'lr',lu f'| - Ml .| Jr m ’ ) |
Y TrIrg g B Y (PN TP ih. o UM ¥ e sl LN LS ALY e Ak
ﬁﬂﬁalﬁﬂ Z B ER B R =R S
[ F |
|
||
| 1 ] 4o
e Dﬁﬂﬁﬂé e e S SUMLAR

B 6.0.1 ng/mL ZB2KAESR EIC B
3.3.2 KRR ERE

REHAEIRERAVESRR, % 1.2 FRDRFAHHITUE, /A LabSolutions Insight Explore
SEROMNEI IR HI TR, IMPEFIERIERLZE, KR, GMHE. BXRENLMETELER
B RARVL ML IEME L E 7,

&4 AMEXRRRNER

RS e E Ktz EXREHr  AMEEE ng/mL KR ng/mL
1 R RRH Y=(2945.77)X(-728.732) r=0.9993 0.5-100 0.04
2 Z B R AR Y=(2677.55)X+(644.675) r=0.9993 0.5-100 0.09
3 KORAZ Y=(9089.28)X+(158.331) r=0.9997 0.1-20 0.13
4 ARR Y=(9973.93)X+(277.856) r=0.9990 0.1-50 0.02
5 BEE Y=(8413.94)X+(512.111) r=0.9997 0.5-100 0.16
6 5 K LIV EN Y=(642.639)X+(143.659) r=0.9997 0.5-200 0.39
7 55 KB Y=(4894.64)X+(782.660) r=0.9997 0.5-100 0.12
8 KZR Y=(615.957)X+(424.367) r=0.9998 0.5-200 0.03
9 RERBRE Y=(2648.93)X+(326.172) r=0.9998 0.5-100 0.36
10 ZRR Y=(11416.2)X+(71.0508) r=0.9997 0.1-50 0.03
11 0tk 2R Bt Y=(9311.22)X+(1177.09) r=0.9996 0.5-50 0.09
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12
13
14
15
16
17
18
19
20
21
2
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
4
43
44
45
46
47
48
49

KR
IE RER
KB
R
=)
FREEBE L BN
PS5
SULLAR
FER
S[REPEZ
BB
NS
W BBk
SR
1B E R
NIdigiR:

P R B
ShIfk
=R
DREERZ
RERR
BRI
Eﬁﬁﬁﬂfﬁl%ﬂﬁﬁ 2k

E S0
:D%Eﬁ
RABBE
BB
R
IRk
E2d
IO 3=
DA =
AR
A
A RFEN
ARABILM
ealiis
BR R AR

=(6543.48)X+(391.117)
=(8845.61)X+(298.502)
=(536.243)X+(322.371)
=(950.784)X+(560.425)
=(8982.81)X+(5395.41)
=(8485.83)X+(405.494)
=(2403.33)X+(383.640)
T)X+(619.311)
2)X+(2960.26)
=(5196.93)X+(1737.31)
=(4176.99)X+(899.458)
=(1881.85)X+(1853.31)
7)X+(3338.56)
8)X+(540.844)
=(5445.90)X+(696.557)
=(6956.28)X+(1651.98)
=(25778.6)X+(1492.92)
=(7664.73)X+(943.469)
=(19060.9)X+(570.825)
=(10086.6)X+(1892.45)
=(8826.12)X+(303.637)
=(18326.9)X+(2184.90)
=(10525.5)X+(3274.58)
=(3845.00)X+(1479.92)
=(12020.6)X+(64.1595)
=(7816.49)X+(1668.19)
=(766.204)X+(605.861)
=(5813.93)X+(823.007)
=(9916.18)X+(1993.14)
=(5499.03)X+(1720.71)
=(2158.54)X+(7417.24)

T)X+(1949.73)

T)%+(1097.82)

0)X+(518.626)

8)X+(1039.33)

0)X+(233.093)
=(7012.05)X+(1553.52)
=(7698.23)X+(1989.32)

r=0.9999
r=0.9994
r=0.9999
r=0.9996
r=0.9995
r=0.9998
r=0.9997
r=0.9999
r=0.9997
r=0.9998
r=0.9991
r=0.9997
r=0.9993
r=0.9995
r=0.9997
r=0.9996
r=0.9995
r=0.9998
r=0.9988
r=0.9998
r=0.9990
r=0.9996
r=0.9998
r=0.9999
r=0.9993
r=0.9999
r=0.9999
r=0.9995
r=0.9991
r=0.9998
r=0.9997
r=0.9986
r=0.9996
r=0.9999
r=0.9992
r=0.9997
r=0.9998
r=0.9993

0.1-50
0.1-50
1-200
1-200
0.5-50
0.1-100
0.5-200
0.1-50
0.1-50
0.5-100
0.5-200
0.5-200
0.5-50
0.1-50
0.5-100
0.5-100
0.1-50
0.5-100
0.1-50
0.5-100
0.5-50
0.1-100
0.5-100
0.5-200
0.5-50
0.5-100
1-200
0.5-100
0.5-100
0.5-100
1-200
0.5-50
0.1-20
0.1-20
0.1-20
0.1-20
0.5-100
0.5-100

0.08
0.05
0.52
0.75
0.31
0.04
0.49
0.03
0.01
0.08
0.09
0.60
0.12
0.02
0.05
0.05
0.07
0.11
0.09
0.06
0.10
0.02
0.04
0.16
0.01
0.08
0.75
0.20
0.05
0.06
0.50
0.01
0.05
0.01
0.02
0.02
0.39
0.14
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LabSolutions Insight Library Screening (Admin) - (20190318.damlp - 20190318.lcm)

Shortauts - Compound List x| - sample Results - EE# x
Fle | Flags [Flag 1D Name Status Type ISTD G~ # Flags | Data Filename RF %RSD RFSD A
v v v v v v v v
View CPending | Target SO, | S2RE AT SR R0 1ppb
2 ZETES @Pending [Target SORRTIENL.. | S2RRRE SIS E-0.1ppb
3 ToEEE @ Pending Target SOFPHTIENL.. | S2FRHTIIRES S 0.5ppb | 1346258 23.679592
- 4 RS . Pending Target SOFMBHTACNL.. | SORPBHTSIIRESEE-0.5ppb | 1346258 23673592
5 == ©Pending | Target SURGNTIEN.. | SoRET AN R ppb | 0560529 | 11.166277
Sample 6 AXETH+Na | © Pending Target 0.560529 11.166277
7 WRETMN... |@Pending | Target SO, | S2FHBHT LRI - 2ppb 1.270517 20548225
8 EREFNHA | O Pending | Target SOOI, | SOMHT NI S dppb | 1270517 | 20548225
g FXEMANa | @Pending | Target y SEREYTAN.. |SPFEYT AT Sppb | 2090827 | 56517348
< - B ’ > < o ’ - ' ) . Tttt Y
= Survey * || = Calibration- BERS x
] Ty =
% i = 2045.767x - 728.7320
th lected le onl 2 H
h zoom o selecled sample eny 280065 JR? = 0.9986073 R = 0.9993034 -
Compound Details R — Jr—— 2600¢5 ] Curve Fit: Default (lingar)
Q 1420086+/-200ppm (. 417c2[l] Q 1840192+/-200ppm (. 516e2 @ 167.1040+/-200ppm (. 2793 2 5 Weighting: Default (1
RT=1498 LSRT=1763 LRT=2019 #00e5 ] Zero: Default (Not Forced]
100.00 10000 10000 R
. 2000s5
Calibration Curve o] o]
1800¢5
I:D 15005
BARsaasaan : T
[} 1 2 3 o 1 2 3 14005
Library Hits E
g, sz 5 ERE 5 ERETANa 120023
2 Q2140297+/-200pem (. 283e3  Q1881598+/-200pem . 18163 Q 2280617+/-200psm (.. 19622 100065 J
z RT=1987 RT=2181 RT=2101
;Jli; 100004 10000 10000 8000e4 4
] o 6000e4 J
Edit § % % % 40004 3
L
Review =) 20004 §
= L v o Mot AL bk,
Report = 000 7 7 000 L) ARRs st 000 T 1 0000e0 . - : T T T T T T T
& o 123 L L 0 10 20 30 20 B 50 70 80 50
Explore Cone fnafenl)
- Survey « ||~ Calibration- Zm=Em x
g -
g = 2677.547x - 6446749
Sh lected e anl H EDNS
a- - zeem ow selected sample anly 2600582 _ 09085676 R = 0.0992835
Compound Details 1 =Em #3 TR 240025 J Curve Fit: Default (Linear)
Q142.0086+/-200ppm (. 417e2 [WQ 1840152+/-200ppm L. 5.15e2 [ Q 167.1040+/-20.0pm (. 279e3 220065 | Weighting: Detault (1
v L Rte17e3 RT-2019] Zero: Default (Not Forced)
100.007 100,00 10000 200005 ]
Calibration Curve o] o] 1800e5 3
1600e5 3
0 n B R
000 : 7 000 : T
. . 1] 1 2 1] 1 2 3 120065 ]
Library Hits -
g s # BETETAN= 100005
2 Q2140297+/200ppm (.. 283¢3  Q 1891598+/200ppm (.. 181e3  Q 229.0617+/-200ppm (.. 196e2
.E ~RT=1987 sRT=2191 ~RT=2101 8000e44
= 10000 100,00 100.00
a § £000s4
. # 2000e4 J
Edit = % % %
<]
Review =t 2000e4 ]
— = M‘_LM%MM
epoi & oo ; - 000 ooo . . . . . . . . .
o e 123 | - 20 30 ) 50 50 7 80 %0 100
Explore ~ Cenc. {na/mL)
~ Survey < ||~ Calibration- % x
g -
8 = 9084.636x + 189.6527
] sh lected le onl = 1800e5 1Y
zoom > o F o R? = 09994600 R = 0.9997300 [
= #2 ZEHEEE T 5 ] Curve Fit: Default (Linear)
Q1420086+/-200psm (. 4172 Q 184.0192+/-200ppm (. 516e2 Weighting: Default (1
e P e Zero: Default (Not Forced)
10000 10000 140025 ]
Calibration Curve o] ] 120025
100025 J
(AR bt o b
0 1 2 ¢ 1z 3
Library Hits 8000=4
8, M ERR #5 ERE #6 ETFHTRNa
B Q2140297+-200pem (. 283e3  Q189.1598+/-200pem L. 181a3  Q 229.0617+/-20.08m (. 19662 500024 ]
= RT=1387 SRT=2131 RT=2101
g 10000 100007 10000
RN 200024 ]
Edit e %4 % %
200024 ]
Review
loctn i i,
Repart 000 : 020 000 T 000020 , . . , T ; : . ;
oo 23 o2 3 [] 2 4 £ H 10 2 14 15 18 20
Explore e et
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3.3.3 ERMIGHERIENEEEER

XTAESRANATAE ITHR 2 RANIB AR IR/, 1ELR 6 i, ZR(UBHREE, BORAGNREETE
MELERINE 8 PR EABXAREREDFE 0.45-2.08%218), NEHEEE R,

Feund RT| _Cone. (ng/ml)
adl A

52ENT R TR - RIS | RIS

1482 36916 22 |S2BMTANTERE-SRI0G NR5E | 045 |
1490 | 38034 0.45 |
| 1488 3810 045
1491 3.7560 045 |
14%0] soi9] s
. 045
x
E4 Show selected compound only B Show selected compound only
N -
QINADINT - 200me . | AJed QAL 00 1 el

19828
“

AL

R I |

Found RT | Cone. (ng/ml) Found RT|  Conc. (ng/mb)
Ral v idl ¥
4,568 T 813
1764 48160 53 2018 | 138709
1.763 AT262 SHERE — 28} 137150
1765 4.8250 B 24 s 2020 | 13.8505
1.767 B4 25 | 2022 | g |
1763 4650 _E 26 [ 2018 13834

[ Show selected compound only
[E R F S T T s IR TR e i~
QUG 1l QA Dated
18 w2038
2020 152004
- ~

B o o 3aded m w3
7 [ EOET e SOE
[
3 ~ ~
N
_;‘__ 131 3 Ay 3 A S & . SiEs SO g 1 3 3 b |
8. AN AP E D REINMNERE (FREERI%RSD )
4. &g

3R i LCMS-9030 B RAEE ISR YT EIFIEERKAN, BT —MREEEHEESE
KOMERSE T 49 FhEUFT B K E95% BB RO 75 750 18 (8] B IR B ATAT MBI LB LUK ORI E M E BN 0%,
SHES I P BV Z I TN KA RO T T O, FXNZITE#T T BET L WEERET: %75
EOITRER, KN EY 15 28, REES, KHRAE 0.01ng/mL-0.75ng/mL; LMEXRRY, BX
R rYRT 0.99; HBRERY, RSDI/NT 5%; BEMSNRELERNE, —RLUERELUERHEY/N
T 1lppm, FURDHEKER, “IEELEES. 25558, ZAiEERR. REES. EEhE
NEEWNERMENRRELL, PERTREEEREREERNRRPZMRETLE,

87



LCMS-9030 tRiETHFEKPInERZTZE

OB AXFIASZE LCMS-9030 B Ram BT ¥TiT B REIERAN, FMAESRERERE
R, RIBYRIEICHRES, BEENERYHIT—RREEHE, RINEREEY, B —MRRE T
B 15 MIERKEBN T %o A3GHE T 15 MIRAERMEYE LCMS-9030 LR BUEN R 2 &R
FE, [EBFIA LabSolutions Insight Explore #X4H Formula Predictor 23 FFUNIHEE#HIT T BURFE
PN D FIUFIN, 455 LabSolutions MS" BUiEEThAR, E1L 15 ML R M EYIR _REUEE, XIKINAR
FEGRET 7 ZRPUEEERILEITN . ZAABEERR. REES. EMMHE/ERELT, aEATRREM
BRI E RRITRE,

KP#iE: LCMS-9030 MUfRAT ¥ITETEImE K HIER

MEREERER ENVBERATZHEYZ—,
REMERER, TrEERMS BZAMIREMNE
RBIET. BT TWEF. 577E. BT RABBER
ENE, ERMERIRAEREI S IREENK
i, KRR EMALREBREEED. TEREN
—MEEIME SR, REITEREERBXE, RN

TEIKG IRARKS VIR ARt K AR RS e
Fo BEMERKRETREKTE (ng/mL), BriE

WHERBES, BRI EAREEBIRMEEYIRY
IR EmYIREM ERU DA, MREEERK
PIERDTNIRE, EEELRE2ENNER
TREMIR, RIANREF A —FhfEl (., RiE. EH. B
REE BB EY R RR T E 27 75 ARI A K
RN RS E

ANSCF A 872 LCMS-9030 8 = UK AR & 1 PR
FXITRYEI BB ER R, B T — M IRERE TR E
IKFRISMITAE R 7%,

KA = BT R RE R AR K R ITE SR,

1. S2988R%

1.1 Y88

572 LCMS-9030 BE AR A EE MRAT YT FUBBC AN, BAECE: LC-30ADX2 k3R, DGU-
20Asr TE£RBE S, SIL-30AC BnhidtiFes, CTO-20AC HEFE, CBM-20A A4tiTHIgs, LCMS-9030 PUARAT
XITBYEIETIE (Y, LabSolutions V 5.96 T{EuhE, LabSolutions Insight Explore V3.4 (BFEMURFE
TN F I o

1.2 &G

U EE LN

(=) = ## : InertSustain AQ-C18 HP 2.1 mm I.D.X 100 mm L., 3.0 um, P/N:5020-07416
woooh M AB-01%ERERACAR; BIE-FEE

HOFE KRR 10uL Vi ® ;0.4 mL/min

i+ B 40 °C oA X mERR (RLD

FRiE &4

B F R ESI(#) ¥ 0O B E 300 °C
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2 O B £ @ +40kv D L m B 1250 °C
£ @ = &S 30L/min m RSB E 1400 °C
F B = &% 100L/min H # #® I : MSI1SCAN (m/z150-950)
m #Hm "/ =K 10.0L/min MS2 DDA (m/z 50-920)
*= 1 BEAREH
B i) Bt LSEey &
0.01 £ B.Conc 5
0.50 £ B.Conc 30
3.00 £ B.Conc 45
4.80 £ B.Conc 95
6.70 £ B.Conc 95
6.75 £ B.Conc 5
10.00 £ B.Conc
xR2. WEMEENREHR
PR= FRASZ &R ES &=y CAS No. 2FH BFME HDFEFERRER
1 T BREE Salbutamol 18559-94-9 C13H2:NO3 [M+H]* 240.15942
2 EEBTH Ranitidine 66357-35-5 C12H22N403S [M+H]* 315.14854
3 TE Rz Sulfathiazole 72-14-0 CoHaN302S2 [M+H]* 256.02089
4 TE RN DE Sulfapyridine 144-83-2 CuiH11N30,S [M+H]* 250.06447
5 T fiz A L0 Sulfamerazine 127-79-7 C11H12N402S [M+H]* 265.07537
6 KT Cephalexin 15686-71-2 Ci6H17N304S [M+H]* 348.10125
7 IEE R Thiabendazole 148-79-8 C10H7N3S [M+H]* 202.04334
8 a2 Difloxacin 98106-17-3 Ca1H19F2N303 [M+H]* 400.14672
9 PAETRAY =S Sarafloxacin 98105-99-8 CaoH17F2N303 [M+H]* 386.13107
10 Edieling =S Sulfaclorazina 80-32-0 C10HoCIN4O,S [M+H]* 285.02075
11 PN Sulfacetamide 127-71-9 C13H12N205S [M+H]* 277.06414
12 ZREVELE Pyrimethamine 58-14-0 C12H13CINg [M+H]* 249.09015
13 b SV Diphenhydramine 58-73-1 Ci7H2NO [M+H]* 256.16959
14 ERTEARES Clarithromycin 81103-11-9 C3sHeoNO13 [M+H]* T48.48417
15 JELEMR Warfarin 81-81-2 Ci9H1604 [M+H]* 309.11213

2. #FmEtig
BB EPAL694 X TImh FR/KBIR IR NE, XF 1 LKF@m A& TYRETIE. HLB EEES M. A
FMANEREEESZE 1 mL, £/ 022 ym BEUSCERRLIREHEF D,

3. ER5iie
3.1 ERRERRENEGR

RIE 1.2 Difsett, A& WaYEe m/z, B 15 MiERWEYMNEMLAZE, TR MS FIZE
15 M AR EYIR EICIEE, WA 1R

&9



(x10,000)

30
I
20— T
k U'_{ 1 l!lI !‘I
o e
. T |
10 | — —
; ﬁ = _}J']l' ——1—1
05-] o I J.ll I
00-] W”A'
0.0 10 20 30 40 50 60 70 80 9.0 min
1. 1ng/mL 15 FA4E R EIC EE (BIERHSEE 2)
3.2 1R E
RIB 15 MIERBR (Ing/mL) AATMRKENEIREE, TESKEYRHRE (S/N=3, ASTM), 1t
BEARWT:
xR 3. 15 MR EERERLCE
T PR iogun]is:
e BB B e AR B
(ng/mL) (ng/mL)
1 IO T RRER 0.06 9 IR E 0.04
2 BRETH 0.02 10 TERR SRR 0.03
3 T i NgE DAk 0.01 11 PN R 0.02
4 hE PO e 0.01 12 R EE 0.01
5 T i FR EL DB 0E 0.01 13 KEhieA 0.07
6 kBEF 0.01 14 AR 0.05
7 IEEXR 0.01 15 JEIEMK 0.02
8 WahE2 0.01
(x1,000) (x1,000) (x1,000) (x10,000)
'1D40.1504(+) 1315.1485(+ 1 1250.0645(+)
1 & 1 4.0 20
2_0; 3.0j ; E
1 1 304 154
1 207 20;
1.0 1 . 107
] 107 1.0 05
00t 00— 00— e o.o:w _——
20 3.0 20 3.0 20 3.0 4.0 20 3.0 4.0
DT RZER BERBTH T iz hge g TR
(x1,000) x10,000) (x1,000)
5.0-265.0754(+) [ 1.25-348.1013(+) [s« 1202.0433(+) E
4 | | - ol
4.0*; 1_00% 3_0{ i
3-0*; 075 2_05
20 050 ]
1.0—2 025 1'02
00— 0.00-1 ) 00— e
3.0 4.0 3.0 4.0 3.0 4.0
T R R B30 EmEF EE =R
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(x1,000)

1386.1311(+

754
5.0

254

[ONE 50

_[285.0208(+)

254

(x1,000)

00+=

(x1,000)

30

4.0 5.0

/l\‘.T'_L//l\

00; T

1256, 1696(+)

SN

4.0

T T T T
5.0 6.0

FEhifA

3.3 MS! RREHUETIEITEM

00-+=

0.75
0.50]
0.25

0.00 =

AR>S

(x100,000)

T T T T
4.0

50
KB

2.0

5.0

T T
6.0 7.0

TETERK

2. 15 M ERZNEY EICE (1ng/mL)

Xf 1 ng/mL 15 M AR AR soaR,

LEER, B8

BEYRBIRE

ppm, MFEMN—MER (<5ppm),

x4, KN RPTRER

(x1,000)

4.0
3.0

2.0

1249.0002(+) [

—iR MS 134, 1RIE 15 AR EYIRVESTE

WEHE. NIRERE (R4,

2R 15 M ER L SYIBREBEIETRE

SEMM+H]* 53 ERVE IR EL<1.5

HS =¥ RBEfE(min) B m/z SN m/z HEXTIRE (ppm)
1 DT RREZ 2.386 240.15942 240.15931 -0.5
2 ERBTH 2.395 315.14854 315.14881 0.9
3 TE LR M 2.889 256.02089 256.02107 0.7
4 TERZILOE 2.990 250.06447 250.06476 1.2
5 T i ER EL I e 3.201 265.07537 265.07561 0.9
6 LI 3.259 348.10125 348.10157 0.9
0 IEE X 3.579 202.04334 202.04351 0.8
8 Wb e 3.680 400.14672 400.14701 0.7
9 IR E 3.818 386.13107 386.13143 0.9
10 BRSNS 3.841 285.02075 285.02092 0.6
11 KRR 4516 277.06414 277.06414 0
12 Z Rz 4.756 249.09015 249.09031 0.6
13 RSHIE 5.188 256.16959 256.16985 1.0
14 SRS SR 5.771 T48.48417 748.48515 13
15 TRLERR 5.992 309.11213 309.11172 -13

3.4 AIESRIFMN

FIFA 532 LabSolutions Insight Explore & Formula Predictor 43

et FEMURFELLLEEMSE, /SOE 0D

)y FIUFUNThRE A] LASS IR & T

— IR

YL, AIUFIENRUBIR. ERIZMHEITEERIL
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RFELHIED, REIRETE 5ppm, RETRAMN C. Ho O N S Clo MNLEN T RER, &3
AN TREN—RIENEFRE, B4 ARURFELSELENLRERESD. FRETR, CisHuNO:H
#2H—, RRBNHN 8517, BESDTRENEICTERAN 0

1:240.1594+/-5.0ppm(+) 891e3
100.00 ~
%]
0.00 L L R L B B L L L B L B R B
0 1 2 3 4 5 6 7 8 9
RT

3. T RREN— R E T RE

| 3 | TMS(+)RTI2424-2588)

) 31514900
20e3 LNRMIRST 24015975
Predict
2063 27915957 -
— E = 30114129 31615177
= ] 16397695 R ik g 4
== o] i g i i v |, 28016315 | [[o31714671 37908444
Events.. | ]\'\ 24216507
2.ve:“ 241.16268
40e3 NS
% BitEES
6.0e3
i ®
8063 240.15042 e
| BRI B S B N B R B N N D S B RUR B AN RN NN T RS LT T L A S E B E F ) NN PO TR AL B [ [ N B S D A S R R
140 160 180 200 220 240 260 280 300 320 340 360 380 mfz
| #]IC13 H21 N O3+H+ 1.00e
@ Charge: |1 ~
Calculate | # | Score| Pred.(M)| Pred.m/z| Meas.m/z| Diff.(mDa)|Formula (M) |lon | Diff. (EP'T'!' __ DBE|
| v Y| v v v T L4 v L4 r
| 98.51 | 239.15214 | 240.15942 240.15975 0.33 |C13 H21 N O3 |[M+H]+ | 1.374 4.0

4. DT RERMIESHITNERE
3.5 R B R ITET T

NFEfRMeEY), KA MSH+DDA FiERE A, RESERLEY MSHERSE CE (15V-55V) THY
MS?FRIEE], FH SRR 15 MIMER " RRIBEHTRERER, WE 5 M 6, KINARF il 2R IERE
MS? FiEE S ER AR CE B8 MG H AL ERERILEE R 80% L Lo

Inten. (x100)
7.59

249. 4

5. (-

5 128. ?6389

1717. T2264198 0176
LLosowon Y usgesrs | B8O \

L L
80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 n/z

E 5. ZBzEiE (MS1=249.0902) DDA Bt —ZRERIEE
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B (MSn) R - X
RiER) MRV CAWERC HES WA
i it s fiE .
1 a8 Disharelyd 7 i ; 2487128 C12H13CING
2 70 O Disharelyd 48 599-61-1 3 3-Sulfonyldianiline Antibacten 248.0619 C12ZH12N2028 Me
3 70 O Disharelyd 446 80-8-0 Dapsone Medical dr 248.0619 C12H12N2028 Me
4 70 O Dishareiyd 820 330-55-2  Linuron Herbicide 2480119 COH10CIZN202 Pe
5 70 O Disharelyd 1089 13523-86-9 Pindolol Medical dr 2481525 C14HZ0N202 Me
< >
B SHE2 HEEES50.00:920.00 WEETF249.0910 ¢+ SEEEEEW):
1. 00 10,000, 000) Base Peak: 249. 0908/10, 000, 000 OFaiw
1 248, a0e
®AFREET
o7s] HRITHREE O falfckmmass
233, 0560 BTRA(0):
0.5¢ saifiess Otz
177. paze @ne
23 o O
& 75.7843 59. 0401 188. L: g | %
: 250 0.0 7.0 10d. 0 3 150. 175.0 200.0 225.0 250.0
1: SPID: 1405 HHlEE:  50.00:265.00 MS|Rsh WHET: 249.1000
{Lamah: Z
+. 0o (K1.000. 000 Base Peak: 248 0903/10, 000, 000
25 245 303
C o] CHEEETRESR
0. 504
17 0212 s, DEES
-.::155;: 7 156, 0678 | B . \‘ %
o 12 pame TS 0228 &% pas3 17, D57 v T iy 150 7. D823 szn mgop
. 25.0 50.0 750 oz 100. 0 1 150, t\l * 175.0 . 225.0 2.0
ftatime BifD(SP ID): 1405 CASE: 58-14-0 fLamER: TR
B Pyrmethamine Bics il 248.7128 aF: C12H13CN4
19kt [BMP] 2B ne URL:
fLatinE gt
SiiEne 1RaRedia: 0.075 ST
Ly i heET: H+ +1.00728 WEET: 249.1000 W ETHNED:
MSIR#: 2
MSiEE BN ESI B Em: 50.00-265.00
[3iia 8 - R 230.0 B4 E
SRR e LCMS-9030 SiEpa: D:\share\data\gRR T &
fdE: System Administrator SHFENRieE: 2018/11/23 12:35:45 #Hama: M5MS-1Don1123~1ppm-1

6 . ZBRIENE — R R ENE RIS RS

4. ig

ASCF A 57E LCMS-9030 BE R B IS IR TR BISE AN, I T —MIRRE RNk
15 MIERNEYRENGE, BNCRT 15 MIERNZRFIEE, ZAEDTTRER, HHTETEMR
7 10min; REES, ERAE 0.01 ng/mL-0.07 ng/mL. —FRIERELHEREIRE/NT 1.5 ppm,
BIERDHELER, “REEFELEES. A EEERR. REES. EERETERLY, TEAT
REMREKPLSHITER,

PS
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LCMS-9030 i &EFRIRH 150 #hE2455%

OB AXFIAEZE LCMS-9030 B RiB - TR $1TBY Bl REXBTBY, &1L TR&F 150 B2
BILERIFNHIN T 7£. LabSolutionsinsight 31T 150 FEAMB DY —RiLE, RIBRE 6 AIEHR
SEHITES, ZRPUEENARE T RERBEFFELLHFITHIA. 100 ng/mL RENMAMER, HP 113
MEEYINEINETE 50-120%2 8l A EEHATEBRARLESHHENHE,

Xi#iE: LCMS-9030 FOiRAF ¥ATRYEIEIE FRAR
WAV AASEL201968H, &5 1 551975-9-20190F
(BB MEMRARP1IS0FEA N E SIS A
I\ RIEEE-SOPRETUEE), METHEMm. S,
FIMAMISIIARIERR, SR, FRRALS0MEL R E L
BYIBRAREIE-S YRR TUR SR FfATT A, 150
TRBZTEIERRALEE, EERREE. PR SIHIRILEE, 5+
DRPSE, BRBASE. RMFNERZS. ERSE. BRI, #5
PR, AT TS, TR, EREL. RS

1. CIEE9
1.1 (Y28

225

%, tRET2020F1 B1HEER S, 28 N W)
FROE NS LR BMIESRIE, TRARIES T X3F
AR BB NIRE TR,

AXBELRNE97-9-20195 74, FIFEEE
LCMS-9030 SR BAREIETIARAT TRTEfuE(Y, 2
3 T —M150MEARER N SHIAG . AT AR, R
= . REES, HEXRIARSE,

52 LCMS-9030 B RIAEIE IR WTHY B BRI, BAEREN

WmooR R
B ©h # ¥ &
= il

:LC-30AD X2
:SIL-20AC
:CTO-20AC

N=|
/L

% 4t = 3 :CBM-20Alite
KATES A IR

:LCMS-9030
:LabSolutions Ver. 5.98

B % T 1F i

£ & B S
1.2 S5 H

:DGU-20A5R

LabSolutions Insight Ver. 3.7

BIREIgFM

B & £ : Shim-pack GIST-HP C18-AQ 150 mm X 2.1 mm1.D., 1.9 um, P/N:227-30807-03
oo M8 0 AB-0.2%FERK+2 mM ZBRTR; B AE-0.2%FREL R ER

Et B X o HEERIEEE, Externalonly GHEEEHIMNEES L), Rinse Port

m ¥ 0.25mL/min =+ E 1 40°C

KR O 2uL Ot &R BRER/K=L1 (vv)

B 5 I BEMR, BAERBIRENS%, HEIRERIRL
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* 1. BERRYEER

Time(min) Module Command Value

0.50 £ B.Conc 5
3.00 £ B.Conc 15
10.00 R B.Conc 40
18.00 £ B.Conc 100
23.00 £l B.Conc 100
23.10 £ B.Conc 5
26.00 =588 Stop

Buig &

5 F R :ESH MAREHORE @ 400°C

EHME :3.0L/min DL & E : 250°C
=

=
B
A
St

»100L/min ¥ O B E : 300°C
. MS Scan(m/z 50 -1300)& DDA
MS/MS (m/z 50 -1000)
® & B E L IMIENaD, 2PEER=30000 (m/z1972), MEIRE<2 ppm

+H
S
A
St
It

:100L/min 3 3 & I

1.3 i3

Rz Bigg, =RRE.

KEeAZK: A Milli-Q Plus MFHRARE EBF5 XA KHS,

B ik, 4E 98 %, ERRTo

R BIER, WE 9%, ERFT.

EDTA-Mcllvaine &k : D 3IMMENE/KBRERE — 59 109 g, ZZRRIUZERM(EDTA-Nay)3 g iTiER 12.9 g,
IACEEHERZE 1000 ML

1.4 Hmaiahiz

SERIWRITER 197-9-2019 A (BEBIMEMRRT 150 HEBLLEMAESYERIFFEIA FKEEE
-E D MERERFUEE), B2 mL FRERZE 50mL BOEF, 0N 3mLEDTA-Mcllvaine &H4i&, RIEES, B
MO 10.0 mL 288, JREE 1 min G0N 4 g FREREA. 1 g &LEh, BE 10 min 29 E, 9500 r/min &4
TEO10.0mL, EHEI 8 mL EEKRT 15 mL BOE, 40°CFAaRE 2 mL, EVUNE,

2. ER51ie
2.1 HRREBIRINGR
150 MEARMEFREEE (EIC) B 1 Fx.
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(x100,000)

125
1.00-
0.75]

050 r)
] I |
0.257 |
] | \\
|  LVIAL S |
0.00
L T L T T L B I S L A B B B e R T AR
12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0 22.0 23.0 min

1150 MEARINEFREIEE EICE (100 ng/mL)

2.2 HiEta R

FohlPRE 100 ng/mL B9 150 MEZESVER M, EVEITNE, 150 MELBRGEKRTIE (ASTM,
S/N=3) 790.03~39.5mg/L, HEEMER, 150 HELMITES. FEXH. CAS. —RABMHHAELL. #H
BTRHABF. RENE. RERFERIE 2
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7 2. 150 ME AR

%
w| \ . \ . WIOERE | SRR | R | AR AR | SR | NERRHE | AR
sl e AT RXEH AFR A= g BEFL | AET2 | AEF3 | RDmin | (gml) | (g/ml)
B
1 PiNEEl Sulfabenzamide C13H12N203S 127-71-9 277.0641 156.0114 108.0444 92.0495 16.0 34 10
2 TR I IE Sulfadiazine C10H10N40,S 68-35-9 251.0597 156.0114 108.0444 185.0822 13.6 0.1 50
3 T RZI8) — R MEIE Sulfadimethoxine C12H14N404S 122-11-2 311.0809 156.0114 108.0431 92.0495 16.5 0.3 10
4 TR — AR Sulfamethazine C12H14N4O2S 57-68-1 279.091 186.0332 156.0114 92.0495 15.0 0.7 50
5 TR 48 — R I Sulfadoxine C12H14N404S 2447-57-6 311.0809 156.0114 108.0431 92.0495 15.8 0.4 50
9 hes g R BB Sulfamerazine CuH1N402S 127-79-7 265.0754 156.01 110.0713 199.0978 14.4 0.3 50
7 T fR FRIE — Sulfamethizole CoH10N402S, 144-82-1 271.0318 156.0114 108.0431 92.0495 14.8 0.1 50
A 8 T PR R E hAnE SUlfamae;[:’]nOeXypyrid C1iH12N403S 80-35-3 281.0703 156.0114 108.0444 215.0927 15.0 0.2 50
A 9 T AR N Ot e Sulfaphenazole C15H14N40,S 526-08-9 315.091 160.0869 222.0332 108.0444 16.1 0.3 5
10 T Bz Ot ot Sulfapyrazole Ci16H16N4O2S 852-19-7 329.1069 173.0947 156.0114 108.0444 16.5 0.3 10
11 TERR O IE Sulfapyridine C11H11N3O2S 144-83-2 250.0645 156.0114 184.0869 108.0444 14.0 0.2 50
12 T B 22 B Sulfaquinoxaline C14aH12N40,S 59-40-5 301.0754 156.0114 108.0444 92.0495 16.7 15 50
13 hea iz gE I Sulfathiazole CoHoN302S2 72-14-0 256.0209 156.0114 92.0495 65.0386 13.8 0.2 10
14 & — R R IB0E Sulfisomidine C12H14N4aNaO2S 515-64-0 279.091 124.0869 186.0332 156.01 134 0.7 50
15 RaTaEiE Trimethoprim C14H18N4O3 738-70-5 291.1452 230.1162 123.0665 261.0982 14.4 0.2 50
1 mEhE Cinoxacin C12H10N20s 28657-80-9 263.0663 245.0557 217.0608 189.0295 16.6 0.5 5
2 REVE(EBIBEDE) Danofloxacin C19H20FN303 112398-08-0 358.1562 340.1456 314.1663 96.0808 14.9 0.6 10
3 Wa b2 Difloxacin Ca1H19F2N303 98106-17-3 400.1467 382.1362 356.1569 299.0979 15.2 0.6 10
B 4 REE(REDNE) Enrofloxacin C19H22FN30O3 93106-60-6 360.1718 342.1612 316.182 245.1073 14.9 0.6 5
¢H 5 S Flumequine C14H12FNO3 42835-25-6 262.0874 244.0768 202.0288 174.0338 17.8 0.4 5
6 mEDLE Gatifloxacin C19H22FN304 112811-59-3 376.1673 358.1562 332.1769 289.1347 154 0.2 10
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Ci7H19F2N303-

7 BEIDE Lomefloxacin Hel 98079-51-7 352.1467 334.1362 308.1569 265.1167 15.0 0.5 10
8 MEDVE (BEDVE) Marbofloxacin C17H19FN4O4 115550-35-1 363.1463 72.0781 345.1357 320.1041 14.3 0.2 10
9 =AEVE Moxifloxacin Ca1H24FN304 186826-86-8 402.1824 384.1718 358.1925 261.1022 157 0.4 10
10 B Nalidixic acid C12H12N20s3 389-08-2 233.0921 215.0815 187.0502 159.0553 177 0.5 5
11 asneE Ofloxacin CisH20FN304 82419-36-1 362.1511 318.1612 261.1022 344.1405 14.6 0.3 5
12 BEELE Orbifloxacin Ci9H20F3N303 113617-63-3 396.153 352.1631 378.1424 295.1053 15.1 0.3 10
13 EER (REFER) Oxolinic acid Ci3H11NOs 14698-29-4 262.071 244.0604 160.0393 216.0291 16.9 0.2 5
14 JRIb 82 Sarafloxacin CaoH17FaN303 98105-99-8 386.1311 368.1205 342.1412 299.0980 153 0.6 10
15 Eili=pR= Sparfloxacin C19H22F2N403 110871-86-8 393.1733 375.1627 349.1834 292.1256 157 0.3 10
o ags Tosufloxacin
16 HEINE tosvlat Ca6H23F3N406S 1400591-39-0 405.1169 387.1063 314.0900 56.0495 16.0 0.1 50
osylate
1 FRIZAME  (PIRREKME) Albendazole C12H1sN3028 54965-21-8 266.0958 234.0696 209.1159 99.0411 18.1 2.1 5
- Albendazole-2-
2 [BESYNEEpR = E=2 ] ) CioH13N302S 80983-34-2 240.0801 198.0332 133.0635 72.0444 14.0 0.1 50
aminosulfone
. Albendazole-
3 FA] Z A DT B, (foxid C12Hi1sN30sS 54029-12-8 282.0911 240.0437 159.0427 43.0532 16.2 17.2 50
sulfoxide
4 S EFZEBKM Mebendazoleamine CuaH1uNsO 52329-60-9 238.0975 105.0335 77.0386 51.0229 16.2 0.3 5
5 MEEIRMAME  (PERZSDKML) Thiabendazole CioH7N3S 148-79-8 202.0433 175.0324 131.0604 92.0495 151 0.2 5
c 6 T FRBHIRIE (ithSEpEm Dimetridazole CsH7N302 551-92-8 142.0611 96.0682 81.0447 54.0338 133 0.1 50
H| T | FEEM CERREDKML) Fenbendazole CisH13N302S 43210-67-9 300.0801 268.0539 159.0427 190.0049 19.0 0.3 5
8 AR (FALKME) Flubendazole Ci6H12FN3O3 31430-15-6 314.0936 282.0673 123.0240 195.0292 18.2 0.4 10
; . Hydroxyipronidazol
9 TERRHEW C7H11NsOs 35175-14-5 186.0873 168.0768 122.0839 82.0526 15.6 0.3 50
e
10 SR Ipronidazole C7HuNsO2 14885-29-1 170.0924 124.0995 109.0760 96.0682 16.4 0.1 5
11 FRZE R Mebendazole Ci6H13N303 31431-39-7 296.103 264.0768 105.0335 77.0386 18.1 0.1 10
12 | DEEERROMEE (RESAME) Cambendazole C14H1aN402S 26097-80-3 303.091 261.0441 217.0524 243.0335 16.9 0.4 5
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5-

1 5-#2 BELIERDK M Hydroxythiabendaz C10H7N30S 948-71-0 218.0383 191.0274 147.0553 81.0335 14.5 0.3 5
ole
2 ek Levamisole CutH2N2S 14769-73-4 205.0794 178.0685 123.0263 91.0542 14.1 0.6 10
3 FRBHIL  (FRAHMAML) Metronidazole CeHoN303 443-48-1 172.0717 128.0455 82.0526 45.0335 12.5 0.1 50
; 4 BAZ5IRME Oxfendazole CisH13N30sS 53716-50-0 316.075 191.0689 284.0488 1590427 17.1 0.2 10
5 A RPRM Oxibendazole C12H1sN303 20559-55-1 250.1186 218.0924 176.0455 148.0505 17.0 0.2 5
6 T CEREAM) Ronidazole CeHsN4Ox4 7681-76-7 201.0618 140.0455 55.0417 110.0475 132 0.7 50
7 FErohym Secnidazole CrH1N30s 3366-95-8 186.0885 128.0455 59.0491 111.0427 145 39.5 50
8 b Tinidazole C7H3IN>03 19387-91-8 248.07 121.0318 202.0771 93.0005 142 0.0 50
9 = SN U Triclabendazole C14HsClsN,0S 68786-66-3 358.9574 343.9339 273.9962 198.0008 20.5 0.4 10
E| 1 EEFTEZR Nigericin CaoHerNaO1n 28380-24-7 747.4661 501.3195 237.1086 168.4700 22.8 0.4 5
f| 2 RERER Narasin CasHnOn 55134-13-9 787.4982 431.2404 531.3292 179.1567 234 0.3 5
1 BMEER Clindamycin C18H33CIN205S 18323-44-9 425.1872 126.1277 377.1838 70.0651 16.7 0.2 5
2 ZHER Doramectin CsoH74014 117704-25-3 921.4963 777.4185 449.2510 183.0628 221 0.0 50
3 REREER Eprinomectin CsoH7sNO1w4 123997-26-2 936.509 490.2773 352.1728 382.3535 212 0.2 50
4 FERER lvermectin CagH74014 70288-86-7 897.4963 753.4185 183.0628 329.2087 226 0.1 50
;ﬁ 5 HBEBXR Sineptina CaoHerNO14 1392-21-8 786.4633 174.1125 109.0648 558.3273 179 1.0 50
6 ZRES R Spiramycin CasHuN201w 8025-81-8 843.5213 174.1125 540.3167 699.4368 15.7 0.5 50
7 BAER Tilmicosin CasHsoN2013 108050-54-0 869.5733 174.1125 696.4681 16.4 0.1 50
8 EeYANET]ES Tylosin CasH7INO17 1401-69-0 916.5264 174.1125 772.4451 598.3559 17.4 0.1 50
9 HERERE ML Virginiamycin M1 CasH3sN3O7 21411-53-0 526.2551 355.1289 508.2442 133.0648 183 0.1 5
1 (EEP /A Beclomethasone C22H29ClOs 4419-39-0 409.1778 391.1671 355.1904 279.1744 18.3 0.1 50
2 BEKIL W AERES Bec.lome_thasone CasH3:ClO7 5534-09-8 521.2315 503.22 319.1693 411.2166 20.1 0.2 5
c dipropionate
H| 3 BRI W ERER Befamet.hasone CasHz7FO7 5593-20-4 505.2596 411.2166 319.1693 279.1744 19.9 0.2 5
dipropionate
4 EMRAL T ERES Betir;itr:fzone CarH37FOs 2152-44-5 477.2647 355.1904 279.2744 337.1798 19.7 0.1 50
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Chlormadinone

5 BRER S 2l ot Ca3H29ClO4 302-22-7 405.1837 345.1616 309.1849 301.1354 19.7 0.2 5
acetate
. Clobetasol-17
6 R[EMMERARLES ) CasH3CIFOs 25122-46-7 467.1995 355.1471 373.1577 279.1755 19.5 0.0 10
propionate
— " Clobetasone
I BT BRES butvrat Ca6H32CIFOs 25122-57-0 479.1995 343.1459 279.138 371.1408 199 0.2 10
utyrate
8 EINEN Cortisone C21H280s5 53-06-5 361.201 163.1117 121.0648 343.1904 17.6 0.1 50
9 HK BT Deflazacort C25H31NOs 14484-47-0 4472224 4242119 382.2013 400.2119 18.8 0.1 5
10 HZEEAN Dexamethasone C22H29FOs 50-02-2 393.2072 355.1904 373.2010 337.1798 18.2 0.3 5
. " Diflorasone
11 = kYR NS Diacetat CasH3F207 33564-31-7 495.2189 317.1536 335.1642 395.1853 19.0 0.0 50
iacetate
12 B Epitestosterone Ci9H2802 481-30-1 289.2173 97.0648 109.0648 253.1951 19.5 0.2 5
13 E=l IO VA Fludrocortisone Ca1H29FOs 127-31-1 381.2072 325.181 239.1442 343.1915 17.7 0.2 50
14 A Flumethasone C22H28F20s 2135-17-3 411.1978 253.1223 391.1519 335.1642 18.0 0.1 10
o Flumethasone
15 EETRER KN alat Ca7H3sF206 2002-29-1 495.2553 57.071 335.1642 253.1223 19.7 0.03 50
pivalate
Fluocinolone
16 SR ) C24H30F206 67-73-2 453.2083 413.1959 433.2021 337.1434 18.4 0.1 50
acetonide
17 ESR=R/EUN Flurandrenolide C24H33FOs 1524-88-5 437.2334 361.181 341.1759 323.1653 18.7 0.1 50
18 AT Fluorometholone CaoH29F Q4 426-13-1 377.2123 279.1744 339.1955 321.1849 18.5 0.2 5
_ " Fluticasone
19 o= S YNNI ) CasH31F30sS 80474-14-2 501.1917 313.1598 293.1536 205.0659 19.5 0.1 10
propionate
20 MEARE Halcinonide C24H3CIFOs 3093-35-4 455.1995 359.1408 377.1514 435.1933 19.7 0.2 10
21 S AT AL Hydrocortisone Ca1H3005 50-23-7 363.2166 327.1955 121.0648 309.1849 179 0.1 5
22 BH 31 Z2 Megestrol acetate Ca4H3204 3562-63-8 343.2267 325.2162 267.1744 224.1559 19.6 0.2 5
N Melengestrol
23 BEAECZR 4 Cas5H3:04 2919-66-6 397.2373 337.2162 279.1744 187.1117 19.9 0.2 5
acetate
24 HER MR Methylprednisolone C22H3005 83-43-2 375.2166 357.2060 339.1955 161.0961 18.4 0.1 5
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Mometasone

25 SKMARRREL S ¢ ; C32H3Cl20s 83919-23-7 521.1492 503.1386 355.1459 279.1744 19.6 0.1 50
uroate
26 % e+ Prednicarbate Ca7H360s 73771-04-7 489.2483 381.2060 289.1587 115.0390 19.7 0.2 5
27 E=p Nl Testosterone Ci19H2502 58-22-0 289.2162 97.0648 109.0648 289.2162 19.2 0.1 5
., Triamcinolone
28 HZRE . CaaH31FOe 76-25-5 4352177 415.2115 397.2010 399.1591 18.4 0.3 5
acetonide
Bambuterol
1 IREZD . Ci18H29N30s 81732-46-9 368.218 294.1448 312.1554 72.0444 16.0 0.2 10
hydrochloride
\ Hydroxymethyl
2 RRERCHES C12H18CN202 38339-18-3 293.0818 275.0713 203.0132 132.0682 14.9 0.0 10
clenbuterol
. Clencyclohexerol
3 RICED , C14H20CLN202 1435934-75-0 319.0975 301.0869 203.0132 81.0670 14.6 0.2 5
hydrochloride
4 (BILHXH) Clenhexerol C12H22CLN2O 38339-23-0 305.1183 203.0132 132.0682 85.1012 16.7 0.3 10
. Clenisopenterol
5 SFRER . C1sH21ClNLO 1435935-00-4 291.1027 273.0920 217.0289 188.0024 16.4 0.4 5
hydrochloride
. Clenpenterol
6 Ry , C13H21CBNO 37158-47-7 291.1026 203.0137 273.0920 132.0682 16.1 0.3 10
hydrochloride
H 7 RBET Clenproperol C11H16CLN2O 38339-11-6 263.0713 245.0607 203.0132 132.0682 15.0 3.2 10
A . Fenoterol
8 EEEED . C17H2NO4 13392-18-2 304.1543 135.0804 286.1438 107.0491 13.8 0.1 5
hydrobromide
= N Formoterol
9 BERFE . C19H24N204 183814-30-4 345.1809 327.1703 149.0961 121.0608 155 0.1 5
fumaratedihydrate
10 S N Pirbuterol acetate C14H24N20s 65652-44-0 241.1546 167.0815 149.0709 122.0600 11.9 0.5 5
- Ractopamine
11 FnZBR , CisH2sNO3 90274-24-1 302.1751 284.1645 121.0648 91.0542 14.8 0.3 10
hydrochloride
Ritodrine
12 FItE . C17H2NOs 23239-51-2 288.1594 270.1489 121.0648 150.0913 14.1 0.0 5
hydrochloride
13 WERFT Salmeterol CasH37NO4 89365-50-4 416.2795 398.2690 380.2584 232.1696 18.1 0.1 5
N Sotalol
14 RIMER C12H20N203S 959-24-0 273.1267 255.1162 213.0692 133.0760 12.3 0.5 10

hydrochloride
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Terbutaline

15 ESTRIUZYN ) C1H1sNO3 23031-32-5 226.1438 152.0706 170.0812 208.1332 12.5 0.1 10
hemisulfate salt
16 TET Tulobuterol C12H1sCINO 41570-61-0 228.115 154.0413 172.0524 118.0651 15.8 0.2 5
1 2 aER Acetaminophen CsHoNO, 103-90-2 152.0706 110.0600 93.0330 65.0386 13.2 4.7 50
2 A% Chlorpromazine Ci7H19CIN2S 50-53-3 319.103 86.0964 58.0651 246.0139 18.2 0.4 5
3 SFRILIE Clopidol C7H7ClNO 2971-90-6 191.9977 101.0153 51.0229 101.0153 14.8 0.2 10
4 B Dapsone C1oH12N20,S 80-08-0 249.0692 156.0114 108.0444 92.0495 15.0 0.1 10
| 5 *B& (fEBZ) Carbadox C1iH10N4O4 6804-07-5 263.0775 231.0513 145.0396 90.0338 15.6 0.0 10
q 6 IRIEEZ Haloperidol Ca1H2CIFNO2 52-86-8 376.1474 165.0710 358.1368 123.0241 17.1 0.3 5
7 RAKEZ (PTHLIRES) Azaperol Ci9H22FN3O 2804-05-9 330.1987 121.0760 312.1870 192.1183 14.6 0.2 5
8 RIKEE (FTHLIRER) Azaperone C1oH22FN30O 1649-18-9 328.182 165.0699 121.0760 147.0917 15.2 0.9 5
9 RELAE Propionylpromazin CaoH2s5CIN20S 7681-67-6 341.1686 86.0964 58.0651 268.0791 18.0 0.3 5
hydrochloride
10 BRI I Xylazine C12H16N2S 7361-61-7 221.1107 90.0372 164.0528 58.0651 154 0.7 5
1 *SFEF Carbamazepine Ci5H12N20 298-46-4 237.1022 194.0964 220.0757 179.0730 179 0.2 5
2 ZFBHIER Diphenhydramine Ci7H21NO 58-73-1 256.1696 167.0855 152.0621 141.0699 16.9 0.5 5
J 3 ;AT Fluoxetine Ci7H18F3NO 549910-89-3 310.1413 44.0495 148.1121 178 0.2 5
48 4 RPKER Imipramine C1oH24N2 50-49-7 281.2012 86.0964 58.0651 208.1121 17.7 0.4 5
5 EF L Sulpiride CisH23N304S 15676-16-1 342.1482 112.1121 214.0162 58.0651 12.6 0.7 10
6 N pAsE Zolpidem CioH2NsO 82626-48-0 308.1757 235.123 263.1179 92.0495 159 0.4 5
l DABEER] Caffeine CsH10N402 58-08-2 195.0877 138.0662 110.0713 69.0447 14.9 1.1 5
K 2 AIFFEA Codeine Ci1sH21NO3 76-57-3 300.1594 165.0699 199.0754 58.0651 135 0.4 10
A 3 17-“HRE&HER . oL . C7HsN4O, 611-59-6 181.072 124.0505 96.0556 55.0291 13.9 0.2 50
Dimethylxanthine
1 AEERE Chloroprocaine C13H15CIN202 133-16-4 271.121 100.1121 154.0049 198.0316 14.3 0.7 10
2 EEIR SPN Cinchocaine C20H29N302 85-79-0 344.2333 271.1441 215.0815 74.0964 17.9 0.3 5
él_ﬂ 3 FZRHA Lidocaine C1sH22N20 137-58-6 235.1805 86.0964 58.0651 15.0 0.6 10
4 ZERAR Procainamide Ci3HaNsO 51-06-9 236.1757 163.0866 120.0444 92.0495 11.7 2.3 5
5 BEEFH Procaine C13H20N20, 59-46-1 237.1598 100.1121 120.0444 164.0706 132 12 5
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6 TR Tetracaine CisHaaN2 02 94-24-6 265.1911 176.107 72.0808 220.1332 16.8 0.7 5
1 TR Brompheniramine CisH19BrN; 86-22-6 319.0804 274.0226 167.0730 194.0964 16.6 0.2 10
2 Eif=villeS Cetirizine Ca1H2sCIN2O3 83881-51-0 389.1627 201.0465 187.1077 166.0777 18.1 0.2 10
3 SEHBH Chlorpheniramine CisH1sCIN> 132-22-9 275.1313 230.0731 167.0730 202.0418 16.4 0.5 10
2; 4 E=RPLY Fluphenazine CaoHasF3N30S 69-23-8 438.1821 171.1492 143.1179 280.0402 18.6 0.5 10
5 20 Hydroxyzine Ca1H27CIN2O2 68-88-2 375.1834 201.0465 173.1284 166.0777 178 0.2 10
6 RRE Promethazine Ci7H20N2S 60-87-7 285.142 86.0964 198.0372 240.0842 175 0.1 50
7 FHEBE Terfenadine C22HaNO; 50679-08-8 472.321 454.3105 436.2300 57.0699 18.6 0.2 10
1 BRI Bifonazole C2oHisNa 60628-96-8 311.1543 243.1168 165.0699 91.0542 18.1 0.5 5
2 il 2 Econazole CisH15ClsN20 27220-47-9 381.0323 125.0153 193.0522 69.0447 18.6 0.5 5
;ﬂ 3 REBR Griseofulvin C17H17ClOs 126-07-8 353.0786 165.0546 215.0106 285.0524 183 0.2 5
4 AR R Ketoconazole CasHasCLN4O4 65277-42-1 531.156 82.0526 489.1455 255.0082 176 0.2 5
5 ES=E Naftifine CatHaiN 65472-88-0 288.1747 117.0699 141.0699 170.0964 175 0.3 5
1 | ¥ (REFEFR) Flunixin CasHsoN6Os 42461-84-7 297.0845 279.074 264.0505 239.0615 19.7 0.3 5
2 iE=22 Ketotifen CisH1sNOS 34580-13-7 310.126 96.0808 82.0651 68.0495 16.1 0.3 5
; 3 SUEERR Lornoxicam C13H10CIN304S; 70374-39-9 371.9874 95.0604 121.0415 164.0818 18.1 0.2 50
4 SEFIERFE Melitracen CaiHasN 5118-29-6 292.206 247.1481 232.1247 84.0808 18.1 0.3 10
5 ByhER Oxaprozin CisH1sNOs3 21256-18-8 294.1125 276.1019 103.0542 234.0913 19.5 0.2 10
6 g = n e\ Antipyrine CutHRN20 60-80-0 189.1022 56.0495 77.0386 104.0495 15.7 0.3 5
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2.3 ZRS NIRRT

Fcdl 100 ng/mL 150 MHELZREEF AR, LRI

i, LUK MS/MS(DDA)H#,
LabSolutions insight R

B, UNREEMBIREXE.

IRIG[EEERE (10V. 20V, 30V. 40V. 50V. 60V) THIZZREaiE
ITTRBUEERRE, 150 MEH S P K
AFI. REBHEL. BERY, —RAeRREFLFER.

AFHFITRINIE, ENDIF. 1T

T—Rk MSH
&, A

EEEURE T 1507 sk ZZRmiE

¢ |cas# [ Synonym Formula Theory MW RT| Column ~ L
A d A d A d A d A d A d New

14... | 50-53-3 S Chlorpromazine C17H19CIN2S 319.1030 18.192 | Shim-pack GIST.
17... [50-53-3 SFAE Chlorpromazine C17H19CIN2S 319.1030 18.202 | Shim-pack GIST. B

17... | 50-53-3 S Chlorpromazine C17H19CIN2S 319.1030 18.203 | Shim-pack GIST.
20... |50-53-3 ;sﬁﬁuﬁ Chlorpromazine C17H19CIN2S 319.1030 18.204 | Shim-pack GIST. Open
. 50-53-3 s Chlorpromazine C17H19CIN2S 319.1030 18.205 | Shim-pack GIST. NP
869 25122-57-0 %{“’ﬂﬂ%mﬁia Clobetasone butyr._. | C26H32CIFO5 479.1995 19.841 | Shim-pack GIST. ]
870 |25122-57-0 | SASMAT BB Clobetasone butyr... | C26H32CIFO3 479.1995|  19.843 | Shim-pack GIST. ~ [mport

1 157 178127_87_n | S AZM T BEmE Mrhatacana bk | CIAHINCTENS 470 1005 10 RaN | Shim_narl- m.'-::" &7

>

22042:318.1030: FFAE
86.09620

LOOTH 54 53 35 P08 mot
100.00—
*;
=
’ Save As
319.10300

246.01380
239.07620
274.04510
-I/:S.DG:DD 36.65050 214.04200 |
oot—o?r-—"4%—77 v+ "
100 200 250 300

Bl 2. 150 MEZ "R K TS

A
o4

2.4 FRBFERIARER SHRIA

REBAIR DM, Hl& 100ng/mL REMAAMER (F@mfS “qc80_008"), RIFREBET B KM
SHHITES], “ROUEFESMEA AR BFFEELLHTHIL. URELFENGIRTIIRE RN E D
12, BEFURIRPRE/LER m/z438.1821 BIEHIERYE) RT=18.433 min, (IR Em m/z438.1821 B HIE
B8] RT=18.014 min, ﬂ?ﬂi#’ﬂibﬂﬁﬁé\ﬁﬁﬁfﬁ%o FIFE 5% LabSolutions Insight Explore B ER
ZRINAE, XTI m/z438.1821 M _RKAIEENFHITIBELE, BUERSS 97 DWE 4 Pk, HBABAEETF m/z
143.1174. m/z171.1489. m/z280.0404 '54‘]’/% EERREWmENT Sppm, MFIREEX 10ppm, W
3 Fimo

1:438.1821+/-5.0ppm(+) 3.03e5
100.00
%3
0~00||||||||||||||||||||||||||||||||||||
17.0 17.5 18.0 18.5 19.0 19.5 20.0
RT (min)

3.m/z438.1821 {RENE FmE
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[Fla.. F... ¥ .|15...|ma | ®r[ Rl # [Fa.|DoaFiename [Sample Name [IUE0]  FoudRT[(
| L v A4 v M v b4 v A d
DN 1 | - 4381821 18.587 &1 |j2b 80 006 |jzb 80 1 18.433
B2 1/----375.1834 17.763 M =0 e 80 00 < 80 | 1 18014
> < >
Sample| Event| +-ppm|Integrate | Factor mzorFornfl |3 o 143818217-50ppml bl
Y v|# *| O |# hil
B 1 50| EF=] 1)438.1821 + 170 175 180 185 180 195 200
> W RT (min)
1 of Sc: - o I MSMS(=){438.1822)CE:180-320RT:18.132 461e3
mp:" E\'e: hg:]’:v 1 | v sss.llsl':
2 2 O OUTEEC "Ilzﬁo T a0 e0 so0
1 | 1 £ ] 1| = d H mz
* Library Hits - Spectrum: 3MSMS(+)[438.1822] CE:18.0-52.0 RT:18.132 x
T Fo— 1 3:MEMS(+)[438.1822)CE:18.0-52 0RT.18.132 Scan=... 4.62¢3
'ICM;“M M;F— 53624 14301743 (17114891 ;ss.m‘.:\d 11 -
97 [T WA /3B | Frophenazine | 4381821 C2HIGF3 . | Fpecy
2 81/69-23-8 |WE 9K Fhphenazine | 438.1821 C22H26F3.. v 53 3 0pis ERMS/MS
< > 103 9“'53"‘ L I 39817072,
T 1T T Sssaesso
AR .@ o 1000755 280.04020 iBEEMS/MS
p'\ 5 171.14800 438 IS%
FF E ﬁ'-“z"xo 100 200 300 00 mz I
NAETHRR MS(-) RT18.430 1.00e7
B 4. m/z 438.1821 —4RFILENL R 24
#*3.m/z438.1821 —RRIEEHUES BTFRERE
ga=x AT REAET 1 BRI T RIEA BT 2 BRI TR BT 3
R E 143.1179 171.1492 280.0402
DOFRAF om 143.1174 171.1489 280.0404
FRERE 3.49 ppm 1.75 ppm 0.71 ppm

2.5 B

100 ng/mL PRIRINARFF @B TIHHEIAREINER, [BIWRERINE 5 Fix, 106 MEGYIBIMARREIER
£ 70%-120%=2 8], 35 MEEYLEIRE>120%, 7 MEEYIEIERTE 50-710%208), X2 MEEY) (FExhH

B R ZERER) [EIRERRT 50%.

120

100

80

60

40

20

0 —

<50%

=120%

50-70%

70-120%

3. ig

5. [ElEREE

AR A Bi# LCMS-9030 B R IEEIEIURAT $ITAYEIRIEECAN, BiL T RR&RT 150 MELH£5
S5#WINNTE, RRIRT ZREiEE. HERERM 0.03~39.5ng/mL, RBERS. —RAIEREHER
EiRE/NT 5.0ppm, “RFEELEEL. ZAARE. RE. EMEREERILLE, ERTRETZEH

FREBRRTEETHE
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it

=

4

F 4T QTOF EEYK D FIRFPIRA

BEE LA DYRIRL R, T 2H AL REMIT EVRAR Y FHITE MR, ITEFERED R
ARV RBMBRNEBE R BED DT R LR EUETT A LER S D RIS R T ECEAYRIRERE M. B
EFANG, B Q-TOF AT EMRIEETEEENFENE BHREQDT. TEDINE) . KEDR

ENFREMm) . MR MF.

MBEBDYRIEHITRNEDYN D FENERN, MAILREEFD FERFR, KR LUBEIEME X
EAREENERIEENERERAESURBERIN T BN BH D F—RH 40~70 N, Fifatt (m/z)
SBEITE 2000~4000 8], IWEDT—AREIE Fco Fab. BEMEEDT. TRENAYNEIEHR, AT
BIFTRIRMAYINRE, FERBNAYIESRERRE, B FIHEESRRHIEMMEMR, flaa
L. BRRzL. MEEN. FMUE, BT TR ADTEEREE D IRERAVEIHE B LU IR ER PR & LB
%, Protein Metrics (PMI‘Q8]) AR LITCERTERAIE SR Q-TOF LCMS-9030 KERMEX IR, BTk
EVHSIERMBLA HBIAYN D FEERS. BIXEEN. “MREENFER.

AERNBEENARDE LCMS-9030 EEMAD FIHATBINA, BRIEREEQRAYEERIESE,
MEAEADT. RKEDT EMREE) . ZmBONE, HEXTLNLAZRSE,

= ” _ ML e “ : a—— ’_31:1 Bj{@ (QC) — _ - S
- 2 | ) T

1. Protein Metrics B #3147
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LCMS-9030 ¥ 5 XH & BMLGYIRE SR

f E: ASCKARRE LCMS-9030 2% Q-TOF RBEXBIRIHERHHITHRED T, HEEG 52

LabSolutions #1 Protein Metrics Z 4 XTI EAE DTS R 1THEMN. SR E

CRERNAREABIERT, B

HEMBE RN FYIBEE DN 93.46%7F0 92.0%. FA Protein metrics A XTAREL LRV EIHEEIHITRRAT

HERETZPHTHEIREI T EEMERZ (Deamidated) . #EEL (NGlycan) .

&1t (Oxidation). & FPEL

ft (Carbamyl) %, KEFDEIMBAKERBILLHITE 0.5%LL To

XigiE: Q-TOF =i RKER

BRFEEH (Inflximab) 21998FXEB M
HYEER (FDA) #UERSE—MEWATEY). H
I EETAEARSEEF (TNF-a) J&M, R
M ERARSENESTARBT. (FAR/ER
FABTHE—TRRETNFUEL, RXFE 2R
AR ELDNATTE R G A/ NRIgGR=ETE,
HAEEEREHNEEAITX, ERIIARRNALE
HEMAEHEIB E X

RAMEBFAILIAERS ALK A MHEL T
BTNFERRERIE &4, F L LETNFRYEYEE L
RAES o 1998 F W FDAfL S, RAFE BB TX

1. LISy
1.1 {¥g8

EMRRE (IBD) JAT4918%, HIGRTHESEIR
FEIIER 5.

EENAYNEFIEFTHNREEFTFT, A
TEFERIETNAYNRE, FTERPNEEMAMRR
E%, TERRER/K IR TR H IR ZMEM, Bl
at. Etkz. Bifzft. BMtE, AXCRA B2
LCMS-9030 Q-TOFH#RAF- ¥ TEY 8] & B2 BX A (X X
RAMNERMBRERREHAITON, HEEa23#
LabSolutionsFlProtein MetricsZR {4 3@ N 45 88 i
1THETo

ARLIofEA LCMS-9030 Q-TOF &%t, EMAEEE N LC-30AD kIR, DGU-20As TEZ&AZ S AL, SIL-30AC
BohiftiEgs, CTO-20AC M85, CBM-20Alite 2415 Hgs, LCMS-9030 Q-TOF FiE{Y, LabSolutions Ver.
5.96 &I T{Eik, Protein Metrics #IRANEHH (PMi A7),

1.2 3FH

BARFM

B & # : Shim-packGISSC182.1 mmI.D.X 100 mm, 1.9 um, P/N:227-30048-02
oo M AME-0.1%EBERIKAR; BAE-01%FRIBEETR

m ¥ . 0.4mL/min

= B 60°C

HOE KRR o 10u

Bt oA I L BREER, BAERIRIKRE 5%, HElERILRL



* 1. BERRNEER

Time(min) Module Command Value

50.00 Pump B.Conc 40
51.00 Pump B.Conc 90
56.00 Pump B.Conc 90
56.10 Pump B.Conc 5
60.00 Controller Stop

Bk

BFH&EL  ESH MPRSERE @ 400°C

EXSME - 3.0L/min FIESAZER : 10.0L/min

FSME 0 10.0 L/min 1 = X : MSH MS/MS (DDA)

¥ ORE :300C ¥ OB K :45KY

DL 28 B :250°C = B & :01s

2. HFmEnibiE

F BB A & BHARFIFIESIAL 1.0 mg/mL BSAR, AEWEL 10 ul ZAamiEs, A 80
UL R EA®R (50 MM Tris-HCl , & 8M FRZFI 5mMDTT), 7£ 37°CFEE 60min, Z5REMAN 4 uLIAA
A& (500mM) , TEERFM TEEEERE 30 min, SAEMA 600 uL Bk & (50 MM Tris-HCl) #5 p

L REREER (81 ugRERR), £ 37°CTRL 6 /MY, FERRLEREMAN 10 uL50% FREKGARALE

BRI N o

3. {R5iHE
3.1 JERFE RN EIEE

6.0]
.
4.0
.
204

1.0

0.0

0.

3.2 #iEs R

¥ LabSolutionsREIFHIEIE B 2SS N\ F|Protein MetricsZU4HIPMi-PTMIRIR, HENFEELFE B HHY

L

(x1,000,000)
I:TIC(+)

0
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[ERFY, #HTEOFYBEXNHENEABNERADT. ENERREQBENZMAT, BE2FME
FHEBMEBEENFTIBEEN92.00%, HHEBZREN3.46% (FR2AE2) o @I IZIAPMI-PTMIRIRAN
BEEMREN—REE, KA URIE ZRAEER IR, THEREIMIESEH, LAKER
DSTYSLSSTLTLSKAI, RILURYIE — RS EBHH e MEHAERUE (E3).
R2. ESRERRERFPY B ERLS

E{=E=gu BENRER MY/ S2ER ML FHBEERY%
RRAE R 200 /214 93.46
RRMERMERE 414 /450 92.00

Infliximab light chain

10 20 30 40 50 60 70 80 90 100

DILLTQSPAILSVSEGERVSFSCRASQFVGSS THWYQORTNGSPRLLIKYASESHSGIPSRFSGSGSGTDETLS INTVESEDIADYYCQOSHSWRETFGS
Rl ] [Coori2 ]

110 120 130 140 150 160 170 180 190 200

GTNLEVKRTERA?SVFIFEESDEQLKSGT_AS VVCLLNNFYPRERKVQWKVDNALQSGNSQESVTEQDSKDSTYSLSSTLTLSKADYEKHKVYACEVTHQG

210
LSSPVTKSFNRGEC

Infliximab heavy chain

10 20 30 40 50 60 70 80 90 100

EVKLEESGGGLVQPGGSMKLSCVASGFIFS NHMWVRQSPEKGLEW‘.’J\EIR SKSINSATHYAESVKGRFTISRDDSKSAVYLOMTDLRTEDTGVYYCSR
[ CDR-HZ ]

110 120 130 140 150 160 170 180 190 200

NYYGSTYDYWGQGTTLTVSSASTKGPSVFPLAP SSKSTSGGTAARLGCLVKDYFPEPVTVSWNSGALTSGVHTFPAVLQSSGLYSLSSVVTVEPSSSLGTQT

210 220 230 240 250 260 270 280 290 300
YICNVNHKP SNTKVDKKVEPKSCDKTHTCPPCPAPELLGGP SVFLFPPKPKDTLMISRTPEVTCVVVDVSHEDPEVKFNWYVDGVEVHNAKTKPREEQYN

310 320 330 340 350 360 370 380 390 400
STYRVVSVLTVLHQDWLNGKEYKCKVSNKALE AP IEKTISKAKGQPREPQVYTLEP SRDELTKNQVSLTCLVKGE YPSDIAVEWESNGQPENNYKTTERV

410 420 430 440
LDSDGSFFLYSKLTVDKSRWQQGNVFSCSVMHEALHNHYTQKSLSLSPGK

2. BERMNEBNEBREFIESE

JrPID=526,K.OSTYSLSSTLTLSK. A, Area(ito_0,2_2)=1.2690+6

s e eyl

5.000e+4

lraaly

0,000 +0

N
[ o

17 18 19 Minutes 20 21
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Jextract mz=751.893, ppm=18, t=18.97
5.000e+4 —
= 751.984
] MO=751.8829
4.0002+4 —]
= .
2 3.000e+4
= .
2.000e+4 —
1.000e+9 —]
. 751.251 751.547
] 750.098S1.1787STSYA47 7STTOIG
0.000e+0 — :

L] T L]
751 751.5 miz 752 752.5 753
1.200e+4 scan 10783,2=2

E - 39287654323
1.000e+4 v  DSTYSLSSTLTLSK
— I R U [ R
8.000e+3 —
= — (¥
£  6.000e+3
£ b3-18
4.000e+3 —: irnm_ ¥4 y7 yo yi1
7 = bS be. 18 -1
2.000e+3 — b-1 lEI .
. | wias | |‘L hbslr:ﬂ s8b7 be
u.moem—"ﬂ“'f” .n...l.la||un‘|lln'll|||l.i . L'. B S B P
200 400 600 ""-"Z SDD 1000 1200

& 3. BKE% DSTYSLSSTLTLSK HY & IEEIF FIEE

ZRUED T EIMZERFE 2T EFENEIBERERE (deamidated) . #EEWL (NGlycan). &k
(Oxidation) . @B (Carbamyl) &, AEFMEIHPR SEEFITE0.5%LL T (3R3) o LABRELAE (deamidated)
&R A5, BRERVVSVLTVLHQDWLNGKA & 1&1h/E, EIfEMAKEMRBEBILLAREBITHMKEE K, BREE
FORIBELREEER, REMAKEIM/2603.341 (F31EBH) , BIFEEM/2603.670 (F31NEBH) (Bl4),.
&R 3. BERNE RMMSRES R _ ERNEIREIH USRI S

EAaH BRER 7T fstpn

DYFPEPVTVSWNSGALTSGVHTFPAVLQSSGLYSLSS
B Deamidated/0.9840 0 199 0.38
VWTVPSSSLGTQTYICNVNHKPSNTK

DYFPEPVTVSWNSGALTSGVHTFPAVLQSSGLYSLSS
B Deamidated/0.9840 N 211
VWTVPSSSLGTQTYICNVNHKPSNTKVDK

DYFPEPVTVSWNSGALTSGVHTFPAVLQSSGLYSLSS

B Deamidated/0.9840 Q 199
VWTVPSSSLGTQTYICNVNHKPSNTKVDK

B EEQYNSTYR NGlycan/1241.4545 N 300 0.05

B GLEWVAEIR Carbamyl/43.0058 NTerm 43 0.07

B GPSVFPLAPSSK Carbamyl/43.0058 NTerm 124 0.09
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g3 LSCVASGFIFSNHWMNWVR Deamidated/0.9840 N 31 0.13
g3 LSCVASGFIFSNHWMNWVR Oxidation/15.9949 W 33 0.11
g3 SAVYLQMTDLR Deamidated/0.9840 Q 84 0.48
E=g;: VWSVLTVLHQDWLNGK Deamidated/0.9840 N 318 0.17
E=g;: VWSVLTVLHQDWLNGK Deamidated/0.9840 Q 314 0.53
E=gsc VWSVLTVLHQDWLNGKEYK Deamidated/0.9840 N 318 1.14
Bk VWSVLTVLHQDWLNGKEYK Deamidated/0.9840 Q 314 0.38
FSGSGSGTDFTLSINTVESEDIADYYCQQSHSWPFTF
g3 Deamidated/0.9840 N 76 0.4
GSGTNLEVK
FSGSGSGTDFTLSINTVESEDIADYYCQQSHSWPFTF
129k Deamidated/0.9840 Q 89 0.4
GSGTNLEVK
FSGSGSGTDFTLSINTVESEDIADYYCQQSHSWPFTF
125k Deamidated/0.9840 Q 89 0.22
GSGTNLEVKR
Peptides |8 78 3 s
Row PID r:'::;" R::ng CaleM ‘:‘:: ‘;‘:;:’: Ap{;::l;ne Mad Validate

Summary

Wildtype peptides |8 18

Row#

1
2

<

XIC plots (double chok to dock / undock)

P

Start End Apex Int. XIC area Obs. Calc. aan Number( wcan Time{s MS  XIC xic xic

o Semeis AA AA (Posit) summed %% T g g PR OBSMCaleM T Posiy 14 ALC Start Enc
971:951; 95... RVVSVLTVLHODWLNGKE 305 320 192e+5 135e+6  2629.. 2 90450.. 9045. -0_. 18069.. 1806.. 17581:175.. 309800:3.. 1 135e+6 3078 344
966, 93% ... RVVSVLTVLHODWLNGKE 305 320 T03e+5 Gddess  4TI-. 3 60334, 6033 -0 18069 1806.. 1TS6T.175. 309500:3. 1 G4de+b 3075 346

>

#  lsotope plots (double clek to dock | undock) L

- - v . .
PO=104L R WEVLTVLHQOWLNGICE XICRabo =2 46% Area(mo_0.2_3)=1.624¢+3

Extract mr=40).648, ppm=14, t=31.99

L L 7.000¢+)
¥ | s000ees . |
F andesdd 0000 ajsm
4.0000+4 ‘f = MO=403.6684
| | 21ith s
e i 8 1=
| ¥ 2.0000-4 Faconesa
1.0008+3
200084 A /
J 2000043 503,854
1.0008+4 - T J o i
I. .\ S es20ed), f69.37 ahion foga
J o e
0.000000 ey . e R e e e 0000840 3 A o
2% 30 Mnutes I 1 cI0TH 1 603 g !
] PO=58, RVWSVLTVLHGOWLIGE £, Area(iso_0,7_T) =6 442848 1.2000%% < prarac mr=602.340, ppm=18, t=30.4
L | Bo00ess
i 0008+ S00.41  BADATY 604008
! *1 moestn s
A
6.0008+5 —
= L 00D o4
AR %
b | B £
] 5 6.0008+4
E 4.0008+5 £
4000844
2000845
2000844 2742 Loy oes e GOSSH G508 406758
5 lll‘mJ " 1054 60546 ot e coosis. o
o T T - T - 0.000¢40 T T ~ T T .
. 30 Limiron. 3 3 ] 503 ] e 505 506 &7

4. RKEE WSVLTVLHQDWLNGK &1 A AR &AL ER Y & 3% E R B g
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4. 4ig
AR A3 55721LCMS-9030 Q-TOR&FREXA (XY KAE ST mETERRE 947, F45&LabSolutions

FProtein MetricsSEAXT BAE DA R E1THEN . ERERTRNVARELBNELT, REMNEENFET
BEXNF1/993.46%7H192.00%, ZProtein metricsERAFXTAREL_ERVEIRERIHITHEMN, AREBRZETF
m VBT RABRERZ (deamidated) . ¥&EM (NGlycan). & (Oxidation). &HFEL, (Carbamyl)

5, REDEIMHIEEFT S EEHIFE0.5% L T
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FUFH LCMS-9030 31 NISTmADb #H{TE{EZEH SR

OB AOCKARZE LCMS-9030 B ¥ Q-TOF BEX A EA N R ETT IgGlk NISTmAD #HITEE(A
EEDI, HEESSBE LabSolutions # Protein Metrics (PMi ‘AT]) 23t % BT 45 R TARETRAN
EIREEIAN ERETZELAA BN ETNENEREM, €% G2F/G2F, G1F/G2F, G1F/G1F, GOF/GOF,

GOF/G1F, GOF/G1F+NeuAc, FEEICEMIREY/NTF 5Dao

X#iA: Q-TOF EAZE[NMH 1EENK

B ETANYEAN—FMBEEIREGNENEY
AR AY), BEMAN BRT2IKEGYI RIS,
B [EIARISIE A LB 3B HIE S AR EAS!
BWMTTE, FENSEREREDSIANRRE S Z
AN EL B e TR, ERT RRYRIFIET
%, EREANGERESSANERENERFY,
MLB R A LS TEHTIRAEBI AR, RRITE
NBRWRIE, Bl B EHED N | RIRMETUA,
ANBRERETUAR. BHUE. 2 NRIEHUA, BRTER
HITIRRIA IR Z AL G, TEHE2A
RUBEZETA (851, mAb), HTFEZ2M, B
ZRATVARIFIFLZNER, EBIEYRARAY)
TR ERA ERBYER 7

RIFRERLFIRRNAMN L. EFHNEE

1. LISy
1.1 (%88

IR, BMAYNXERERRCES N AE, 2
FENE BEREADT. EEDTE) ER DT,
—IRLEM). ARG KINEREDHT. BERRE
DIEE, EEXBRERZDNEREEIE. FL. &
EELHN DM FEH TR, HPEEEH
NTEEBRAGYRANRENANINE, —8RF
B YBIEHT oM, EESIREBEEREI N2y
FH40~T0NEBfeT, Fafarkt (m/z) SERETE2000~4000
218l
AR EELCMS-90305 7 ##Q-TOF K T X

FRSTELA AR EHIgG1k NIST mAb#H TEEIAZE
A7, F4EE BiELabSolutionsFlProtein Metrics

(PMIABE]) BT 2 BRI DT 4 RF TRESTAAE
HEFARIA

ZRSLIEA LCMS-9030 &% Q-TOF &%, BEAEEE N LC-30AD ik R, DGU-20As TEZk AR S A, SIL-30AC
BohiftiEgs, CTO-20AC #8%, CBM-20Alite &4ciEHl2s, LCMS-9030 Q-TOF JFiE Y, LabSolutions Ver.
5.96 i T{Eik, Protein Metrics #IRANEHH (PMi A7),

1.2 SrFEMH

: YMC-Triart Bio C4 2.1 mm I.D. X 50 mm, 1.9 um, P/N: TPH12SP9-0502PT

A ¢

& ¥ H

FoOE R AR OL%TEAGER; BIE0.1NFRZEER
=y

¥ . 0.4mL/min =+
HOE KR D 2uL

N

=

mo 60°C



B A N L BESE, BAEYBRENL%, IEEFIRL

* 1. BERRYEER

Time(min) Module Command Value

1.00 pump B.Conc 10
2.50 pump B.Conc 90
3.50 pump B.Conc 90
3.60 pump B.Conc 10
4.50 Controller Stop

ik s

BFH&E ¢ ESH MPRSERE @ 400°C

ERSME - 3.0L/min TS AE : 10.0L/min

MFESAR  © 10.0L/min A W E R MS—RFEEE

¥ ORE :300C ¥ OB E 45k

DL 28 B :250°C E f B B :02s

2. Atz
RMBERI NISTmAD (BEAR 1gG1k) tREmBRABAKEREE 100 pug/ml,

3. &R5i1ie
3.1 BExZEnonaiEEMmEaL

0)
BicoN

P T T -
"??‘?????_~

. 1 NISTmAb@ .
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Inten. (x1,000)

309240760

2854, 1557
3154, 3102

»
1o
&

2.00

-
a

1. 50 9745, 40! 4294, 3804

)
3

1.00 2601, 0259

B451. 4077

=4
=
5

i529,7321

2473, 6474
3710, 1805
3806, 1298
3910, 6256
A

vl
4000

2356, 0404
2248, 969¢

1240, 0580

4250 n/z

2250

3000

& 2. NISTmAb Fi%

3250 3500

3750

3.2 #uRk iR
’HLabSolutlons“’%i@ﬁ’]*&%é?ﬁ—%)\ |Protein MetricsEEBIPMi-Intacti@iR, HSANIST mAbHIE

H

HERFY, #THIERERNEIMERAD T, ERHFIETENEIMER (B3), HiREMERIEME
KB

Enable Mass Mass ~

auto assign name (Dalton)

GOF/GOF-GIcNACc 2687.6

GOF/GOF-Fuc 2744.6

GOF/GOF-Lys 27626

GOF/GOF 2890.8

GOF/G1F 3053

G1F/GTF 3215.1

G1F/G2F 3377.3

G2F/G2F 3539.4

G2F/G2F+NeuAc 38307

- GOF -1445.4

- 2lys -256.3

- GIcNACc -203.2

- Fuc -146.1

- Lys -128.2

E3. PMi-Intacti&8 RS EHE E

M[145000-160000) m/2[1000-5000)
2,5008+2 —
] NIST mab , GOF/G1F
o2 NIST mab , GIF/GIF
£1.500e+2 NIST mab , GOF/GOF
5 -
2 ]
i NIST mab , GIF/G2F
1.000e+2
] 1481
1 1 148472 \1eT mab , G2F/G2F
5.000e+1 —
0.000e+0 — | | . .
148000 148500 M 149000 148500
Bl4. REREINEE
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K2, M EhIRAIAIRENEIBBINIST mADLEHE

BT SKHE ieE frE (Da) f®ZE (ppm)
NISTmAb+G2F/G2F 148685.16 148685.88 -0.72 -4.87
NISTmAb+G1F/G2F 148525.65 148523.78 1.87 12.56
NISTmAb+G1F/G1F 148362.90 148361.58 1.32 8.87
NISTmAb+GOF/G1F 148201.37 148199.48 1.89 12.73
NISTmAb+GOF/GOF 148039.33 148037.28 2.05 13.84

4. £5ig

AR A &# LCMS-9030 B ¥ Q-TOF /B BREX AT EA AR EST IgGlk NISTmAb #ITEAEEH
DT, FEE 52 LabSolutions # Protein Metrics (PMi ‘A&)) 4T Z B0 iT4E R TRESTAMEIE

EHHIN. SRETZEBLAABTNESETRVEEEN,

GOF/G1F, I ERmER/NT 3Da.

116
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KRALCMS-9030#{THIZERBINZGY) " iR o th

OB ASCKARZE LCMS-9030 ¥ Q-TOF REREXB I MZ IR B IH T BN, HEa02
LabSolutions A Protein Metrics R #H 1T RGN, ERER, EERREEQBNEUT, HZEREHMM
B 9 IR _MBEBEEE T EE, 88 Protein metrics ZREHA I3 4 T BB IR ST ERKER AVIREN S
FREEE. —FREEMN - ARIEEHRITES, WERBITH—THILA ZAERE. HH, hERAY
N ZMBETRESE,

Xe#iE: Q-TOF 2H1 BT
xRy (Fmi: MET, EXZ: R PTEYPFEETEAEXRER, _HBLER

Trastuzumab), BF—PHHER-2 (AEREREK  WERERAIYEINENLZ2MENEEZRAR, B
EF2) WARCERENALY), TERATET B aEBRIERXREIRT,

HER- 2T E FARVAL B ML FL BRI AR F 552 LCMS-9030 Q-TOF AR AF- %17
“IRERK SR AN EENM NN BEREECA T B Z TR R TR RS AR R AR EH
BN, B—iE LA RZETUAEIXEEI, 1701, FEEE BiELabSolutionsHIProtein Metrics

AR ENERARTELSE. RIFEMITENE  BREENE RS TR, REHTT MREE L

1. 2I8ER5

1.1 {438
RRKEAEBRIBEIEN LC-30AD SR ¥ITRIEIFIE(Y LCMS-9030 BXAE &A%, EREEN:
RirHIZs. CBM-20Alite Bt S M DGU-20As
W % 3R . LC-30AD X 2 BoiftEss:  SIL-30AC
B f& : CTO-20AC BIETELL:  LabSolutions Ver. 5.96
1.2 &M
BARFM

& ¥ & . Shim-pack GISSC18, 150 mmX 2.1 mmI.D., 1.9 um, P/N:227-30048-03
amooh 80 ARE-0.1%FEACRR; BAE-0.1%FRIBEAR

m ® . 0.4mL/min

= & o 50°C

HEETR o 2uL

wR A BERR, BETBREN3%, BEiEFRIRL
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= 1. BERRNEER

Time(min) Module Command Value
2.00 Pump B.Conc 3
50.00 Pump B.Conc 50
51.00 Pump B.Conc 90
56.00 Pump B.Conc 90
56.10 Pump B.Conc 3
60.00 Controller Stop

FRig st

BFH&E  ESH MPREREE ¢ 400°C

EZS /R . 3.0L/min FESM/ERE : 10.0L/min

mE‘|AME 0 10.0L/min A & X MSAH MS/MS (DDA)

¥ O&E E :300°C B OB E 45k

DL & E :250°C = 4 B 8] :01s

2. HFmaiibhiE

ERBANCEHRZ ERETR R EIFIESIR 1.0mg/mL BIAR, SAEWEL 10 ul ZagiEm, i
A 80 pL TMA® (50mM Tris-HCl , & 8M FRZE), £ 37°CFERE 60 min, LER/EMAN 4 uLIAA
AR (500 MM) , EEREME TR ERE 30 min, AN 600 pL BEARLE HK (50 mM Tris-HCl)
M5 UL BEEABEIR (81 ugBEARS), £37°CFRMN 6 /)6, EEREREMA 10uL50%
FRACARZILESRRR R, SATEER NIRRT PP A1 BRRVEE SRR, ##1T LC/MS Hf.
3. &R 5i1i¢

3.1 thZHRHNIEE RIS BIEE

(x1,000,000)

0,011 TIC()

8.0

7.0]
607
o]
407
0]
20

1(};J

0.0

0.0 5.0

1. BZHRSHIFCREERRER S B FREEE
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3.2 IZERBMIBIC ZIRRIEE

MZIRBTET 1g6l BRBRAY), WEMAREEEFE 16 W hif, HPEENZE 8 XY,
RIENERE 4 XY, BEMEEREEE 25, EEEREE 2. HTSRERIXITTE, SIFTREN
THEREE X, MZRBHIEIC TMBERTREEM 9 TR MBS R IE 2

trastuzumab FERKSEN & Bib R
hzlgG1 1 Cys22-Cys96
2 Cys147-Cys203
BHER
3 Cys264-Cys324
4 Cys428-Cys370
5 Cys229-Cys229
Bk
6 Cys232-Cys232
' B SR
i ] Cys223-Cys214
8 Cys23-Cys88
R 2R
Cys Anal. Chem. 2013, 9 Cy5134—Cy5194

B2 ei¥BGENIEeTmREETIRE (k) MIENRNINTmEsEe (8)
3.3 Protein Metrics &SRB
¥ LabSolutions REFHIEIEE ZS N\ E|Protein MetricsE{FHIPMi_S-SIEIR, H RN Z RS
MNRERFY, BIR#HT MR EchifiT. FZEREHIProtein Metrics IR BEARITEE RN
BENE3, TNERREABNZET, HZRPTMAENIERN _MBEHEITEE, B
PMi_S-SI&IR, o] LUH— S EEET BN M BEZA T N VIRENS TR eigE. — R RiLE
TRFIEE, AXNERERITHIA. AN TREERECys264-Cys32489 & 1S EIFN R E W B4,

Xlink Class 1 Protein name 1 Xlink Baze Peptide Xlink Po. in Protein  Xlink Partner Peptide Xlink Pos. in Protein 1
Expected Anti-HER? Heavy chain (1 and 2) 22 9
147 203
223 patl
229,232 229,232
264 324
428 n
Anti-HER? Light chain (1 and 2) 23 58
134 194
Sequence Xlink Partoer Peptide Sequence Xlink Partoer Peptide Protein Name |
RLScAASGFNIKD RAEDTAVYYCSRW (el
K.DYFPEPVTVSWNSGALTSCVHTFPAVLQSSCLYSLSSVVTVPS
KSTSCOTAALGLYED SSLCTQTYICKVNHKPSNTK.Y (1el)
K.S5DK.T RGEC. Asti-HER2 Light chaia (1 a0d 2)
K.THT¢PPePAPELLGGPSVFLFPPKPK.D K.THTCPPCPAPELLGGPSVFLFPPKPE.D (el
RIPEVTeVVVDVSHEDPEVKF KCKV (xelf)
RWQQCNVFSeS\MHEALHNHYTQK.S KNQVSLTCLVE.C (2elf)
RATITRA RSGTDFTLTISSLQPEDFATYYCQQHYTTPPTFGQGTE.Y (2e1)
K.SGTASVVELLNNFYPRE KNVYACEVTHQCLSSPVTK.S (2elf)

B 3. FiZ k& Protein metrics BT ERNGEHRE
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PID=1359, R. TPEVTCVVVDVSHEDPEVE. F, At ea (iso_1, z_4)=6. 872e+H6

Intensity
@

JL_

L B e B S e B B B e B B S B
8 10 12 14 Minutes 1 18 20 22 24]

7] Extract mz=383. 283, prae20, t=15.74

& 000et — 583 284
- 583,037

583, 535
H

MO=583. 0317

506 508 5% Wz 832

350 T Sean 8116, z=1

3. 000e+3 —
2. 5+ —| b2

20001 —]

Tatensty

1. 500e+3 —]

Lotz — vl 2
| imm .

aZ

HH H

200 1000

& 4. Eiﬁlj\] Eﬁ%iﬁ}f Cy5264 Cys324 B .*DJE ([
ERBEFRE (b)), —&RHREE () MZfmEE (F)

0. 000+ —

4. 4&5ie

A EF HELCMS-9030= 7 ¥¥Q-TOF &K Bk F{XAProtein MetricsER DTN, pRTh#EEE!
HIZ BB IRPAAEIETRAON Z M. LCMS-90308 7. SRENEHENRILIE, £45
Protein MetricsifR. BB ZFBEERIE, B BMAY —MBEMRIE, NEMAR AN ™R
FREREIFM.
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LCMS-9050 FBF mRNA Z4igay o1

8 B: AFERASELCMS-QTOF BEE RS, BT —F mRNA ZINED N A% Eaa%k
HF, ERARSYERRMBEEEN 5 -IEFY, EMENCRSTSEHITHE, HiEI LCMS-
9050 PURAT ¥ TEYIE) BRSNS B IEHITETE, 1 260nm P ESEEIENIEER, 8ERIMIEATE
8, AT mRNA Y N0E R 5%,
X5IE: mRNA  fOtE &AEEE  LCMS-9050
BRZEYHIMRNAR R, 125 ImER
N7-F 2NN S E =BEER (M 7GpppG) 18 F45
19, 1858 T mMRNARBEE, BHEmMRNAAZER
SMIIESREAR , RIRYIE FEMERRERET
elFAEIRBILSR, EBEEHIEE X, mRNAZ
YI—RELIDNANTER, SAEINER(IVT)HIE,
BT Z—RREMM: F—MIFN “EREM

RERARTE .

B85 "B FE5 MR R A IMTIEE KRR,
ZERRNIGHIZPAGER IR BIA B F Bk AR
MP3ARIZBIS I8 Fo ASCHKALCMS-Q-TOF
FEA IR H TS, TR AR,
BIEGRTT BRIMRNAZY),

AL T “BREME. “HER W

18 T2, cRESHERR, 2P RN, £
MRNABCRAERKS " mSE =R (GpppG, G
Cap) N7T-BREHMHNEZEH =B (M7GpppG,
CapO)FMiziE2 i ZEFENL (M7GpppmG,
Capl); ETH#FRA “HEER” Mg, BIFEIVT
B, RNARSESREMTGpppGII AMRNAH, &
IEBNGTP, AT NS A 7] BE= & INtE
e, ARAEFVIEFERR, RN

1. 25885
1.1 %8

MINETZ, AR EANTE, #iTe
HIMIER, CapMuncapped HER, &M=
FRICIRET AR MRNA R B2 R AEEBIE D B,
LCMS-90503K &= & #2 48, £ LabSolutions
InsightBR - fRETR DT, SR T X35 " HntEr=
MBVIRA S IIE AR ZAMFHIRE, 7]
%, HEXARZZE,

R RB G -TIRAT WTRERIEN, EREESNT:

% 4t & ®l &5 1 CBM40
W R R LC40BX3
PDA # Il &5 : SPD-M40

1.2 DrEH
Bt
B

B ©h 3 ¥ 28

: SIL-40C X3
m 1 CTO-40S
& LCMS-9050

. SHIMSEN Ankylo C18-300S, 100 mmX2.1 mm I.D., 3 um (P/N:380-

01202-73) , &2 (LbiE) KRBMERAF
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Vi i & o A 200 MM HFIP+8.3 mM TEA ZK87&
B: A#8/MEOH=1:2

m ® : 0.25mL/min 2 EUK K : 260nm
o K R 5L = w1 55°C
o BN RORIINRER/ZHE/RAEE//K (1111, 51 1%FA)
kol B I L BESR, 58 20%B 8, K1
® 1. BERRNERER
Time(min) Module Command Value
10.00 Pumps Pump B Conc. 70
17.00 Pumps Pump B Conc. 95
20.00 Pumps Pump B Conc. 95
21.00 Pumps Pump B Conc. 20
25.00 Controller Stop
B4
B F W& ES MPESREE  © 400°C
EZ = mE :3.0L/min FIRSRAE : 10.0L/min
mAHF R |E : 10.0L/min H # #® I : MSscan, m/z500-5000
¥ O B E :300°C B OB K :45kv
D L & E :250°C = f# B @ :06s

1.3 #idmeoHlE

Hi@AR: &% Beverly & (2016) BISCER, 7T RIEAINERH mRNA BIIREM, mRNA
BEHIT S URINME, MMETZEMRM: 1. 23 ZMESEIER, X4 Gcap, Cap0 # Capl
FINEFEEM(G0E 1), 409 ##@ALLARIKT; 2. KB “HER” A, £ 5 HIMAN m7GpppG
B GTP, BIX1F Cap0 451, 391 ALt AR, N7 XA MS X IIEZEERHF T,
BEXABTNAIVRE S WEZEERFY, AARIERIESZE 2, EYMHEIMCEVIRETS mRNA
HERA, RE5IMIRCNFES, SRBHIARIR, RNAse H B8ff, RIEBBETEZERFY,
LA ENAR. BEFEFERERN TR 2 Fimo

x®2 HEREER
THHFE

P RE &F
Da
uncapped U
AGG-38nt Cap 5uM 125158
XTHR
Cap probe 5uM 9762.5
391-S1 / 391k sy Sl
391-S2 / 391k Az Santd
409-S1 / 409k sy Sl
409-S2 / 409k Az Santd
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2. ZR5iHe
2.1 AGG-38nt Cap B Cap probe WG ERETLER

AGG-38ntCap BHFEMMIBFEEMN, AGG-38ntCap REREIN 3.8 min, 0E 3 Fim. MS RS
LabSolutions Insight 734, BJLIRZREI[M-4H]*89 m/z3128, [M-5H]>B9 m/z 2502...[M-14H]“ 89 m/z 892
%, 22 LabSolutions Insight #8 &R AR, FHRMELLIM-H] 9 12515, 5 EYIS,

uncapped / 12825.6
Gcap / 13089.8
Cap0 / 13104.8
Capl / 13119.2

uncapped mANA JI
Vi "rl' N

triphosphatase
Pi ‘
at A e
e N2 ﬁ'

T N > —/u‘r.u

A A g 9 @ "|- LA
N s o
oM H cap 1 mRNA '

GTP
Guanyltransferase
2'-0-ribose methyltransferase
PPi
) . SAM

cleavage probe
=“CCUCUGCGCACAAUUUA

O

biotin

Streptavidin
magnetic bead

4 QQ

2.

I @ i
i e SN e
(AL, SAM LD ¢I L

floni o . N A BN &
4 = ] ] ] D
o™ N7-methyltransferase K_/

mRNA

mRNA oM oM Cap0

1. mRNA {&5hN% RIFEBIE NI IR1E

+
TmGppPGGGAGACGCGUGUUAARUARCARAUCUC. MRNA

TmGPPPGGGA
cocuc

l remove enzyme and mRNA

T’HGPPPQ_?_}]&E{\V'VS"-T_"_‘,i'i’;"f‘::?}{‘::h'.{'\' A AAUCUC mRNA
} JG CACAAU A
l disassociate clean fragment for analysis
ICUGCGCACRAUUUATTGTTT 7mGpppGGGAGACGCGTGTTAAATAACA

mMRNA 5 T8 FESTIRIANIE (FHINEE)
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Cap probe & 3 "imm B EMEIFCHIRET Y, 5 AGG-38nt Cap I E M, H 5 ik LL 77GTTT-EE,

o[4S S RNase Ho Cap probe HIERY(E] 4.8 min, 2 MS #Ik, [M-3H]*FY m/z3253, [M-4H]*FY m/z
- — > 77 \ e
2439.. [M-12H]"By m/z 812 &, WE 4 Firx, EIRERDNT, FIIRMELL[M-H] 878 9762
mAU
260nm.4nm b .
150 z AGG-38nt Cap BRIZE]
100 |
50
0; T T T I T ‘ T T I T T T T T ‘ T ‘ T 3 I T T
0.0 1.0 2.0 30 40 50 6.0 7.0 8.0 9.0 min
1:MS(-) RT:[4.000-4.110]-[4.340-4.395] 24504
100.00 = [M-13H]"*,961.7650 [M-5H]5 it
2 IM-12H]'2 2501.9863 AGG'?)Bnt Cap MSE‘LE@
1041.9950 :
[M-10H]'® e
1136.7223 ’;;(;(;’;:fo
05 [M-14H] " [M-11H]"- 382
892.9250 1250.5939 [M-9HI* (s giae [M-6H]®
1389.5482 15634914 711y 2084.8212 2510.7806 ”[l;/l_;:i];
1787.2746 — e o il oo
1566.23901790.1272 pabia” 1 P!
24363720, k770 28784306 31429691
({071 J8 SN PO P T VI SOOI U SN SN S—— L TP S S ———
750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250
m'z
Reconstructed zero charge spectrum - [M-H]- 7.98¢2
125155410 . "
100.00 - AGG-38nt Cap MSfEETRRIEE
%
12537.5410
115525410 P, 13478.5410
11621.5410 ,”"1";:;6‘2410 134095410&
0.00 “ﬂ,\r,,’\.\?’gl T T T T T T T T — T T N T T T T T T T T T T T T T T 4)\ T T
11750 12000 12250 12500 12750 13000 13250
Mass
3. AGG-38nt Cap BB M RIEMFETRGER
mAU )
200—260nm,4nm = .
| N Cap probe BiE[E]
4 <t
100
0 S
— —— A e e e e e T e e e e e M A ;
0.0 1.0 20 3.0 4.0 50 6.0 7.0 8.0 9.0 min
1:MS(-) RT:[4.815-5.115]-[4.145-6.650] [M-4H]* 6.35¢4
2439.4105
100.00 - Cap probe MSJRIEE
: [M-5H]®
. IMaonp 1951.3276
1 M-11H]- 4
| 8[86_422]9\975'1649 [M-SH* 2440.1625
o 975.3655[M - [M-6H]™ 2444.9060
051 il 5 1950.9267
1625.9393
] J083.6277 0 4
1 Mtz 1625.6052 1955.7247 2450.4019
48124711 2455.5995 [M-3H]*
M ¥l
] 1396.6615 |1629-6036 19601219 5355 455y | 2432899 3252.8785
0.00 4 R S e |
750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250

m'z
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Reconstructed zero charge spectrum - [M-H]-

1.55¢3

{0008 9761.9727
0 Cap probe fBEETARIEE
%
J 97839727
1 88749727 ¢ 107379727
It | 9172.9727 9804.9727 10191.9727
0.00 L5 ‘ e : : - N : : )
8800 9000 9200 9400 9600 9800 10000 10200 10400 10600
Mass
& 4. Cap probe BIEEI M IS ETRER
=
2.2 391 R RN

391-s1 R4hfy, HItBIEE EAERE '554?(5’] MRNA 7R &1€, M 391-s2 KT TESFME (SAV) BEk4

1, BRETEBR mMRNA KEVIFE:, BEEINRESIRERIE 5 Fim. 391-s2 RT=3.8 min I&IEIELE

7|‘FF: B LR E][M-5H]>8Y m/z 2623, [M—6H]6’Ei’\] m/z 2185, ...[M-12H]"*BY m/z1092 &, WEl5 FR

™, EAERERSN, FHRELIM-H]A 13121, SEIREAEY, RT=3.8min &i&I&:9h Capl &5, IVT

HEB9 mRNA, HREIE (U) #HEBRE-BRREEE, FILL, Capl SXTHRS AGG-38nt Cap 13, &
BRI E—, BRELARE, RT=4.7 min BIEIELEFIEHEIA, /9 Cap probe,

mAU
50 260nm 4nm
i 391-s2 BBiEE
] Cap mRNA 4 C@P probe
25
0_—'\ (\
R T ‘ T T T T | T T T T ‘ \-
0.0 6.0 7.0 8.0 9.0 min
1:MS(-) RT:[3 osu um [3.745- 4 un] 5.01e3
1092.4172 s
100.00 ~ 1008.3091 e o 391-s2 Cap MS/HRIEE]
[M-13H]*2
[M-11H]4 o
1191.8193 5453 G017
% 4 11938169 o
13}1 1015 2631.9936
1313.1986 (M-8H* [M-6HY .
936.2148 VMo 1638.9989 (I 2185.8354 2635.9848 (M-4H}*
[M-14H]™ i 26 4
1 l l Fs76.4270 l 2640.5841 28773841 3279.2562
0.00 sl A A I""I""\""I""l"l‘L‘\""l"“l
750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250
m/z
Reconstructed zero charge spectrum - [M-H]- 1.47¢2
13121.0459
100.00 ~
] 391-s2 Cap FEETHRIEE
13143.0459
%
& 13165.0459
1 12133.0459 13179.0459
oo bep ey — — ———
12250 12500 12750 13000 13250 13500 13750 14000
Mass
& 5.391-s2 WEIEE N IEMETRER

5 RT=4.18 min ®i&l&, ZFUEDHT, 7£ m/z 750-2000 SEEIRERMEEHN—H%ES, WTE 6, #
MAKFZ mRNA F B, BT ESHRTBIEBR D EEIN, RIBESRES, TEAMER. 391-52 413 SAV 44
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1%, BRET mRNA KEEEAES, [FIb, 391-s2 A1 RT=4.18 min I#@EF2 N 140174, ¥ 391-s1 #1 RT=4.18
min BIEEFRAY 2.8%,

1:MS(-) RT:[4.330-4.445][3.745-4.995] 3.69¢2
100,00 - 1026.8796
10208231 | 0688710
11369085
936.8499 12168557
1 1 1371.8040 2930.4048
%,
748.8992 1411.7764
‘ 2931.5136
J1478.4692 1691 8376 2934.6161
h1699.3435
“‘“““““‘““"mmm‘\\m‘ulmgmm‘mn\“\.‘m;"““““““““““““‘
750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250
m/z

6. RT=4.18 min BIFILE
2.3 409 HRERER
409-51.409-s2 A1 RT=3.8 min BYIEZE MS 7, AT LARER I [M-5H]>89 m/z 2608, [M-TH]"BY m/z 1863,
ZRERDNT, BEtb[M-H] 9 13049, SIEIeEMS, A Capl &M, 4.7 min BI5IEEFIERIA, 9 Cap

probe; RT=4.2 min BIBIZZFUERIA, N mMRNA KFEYHE.
mAU

1260nm4nm y
504 409-s2 EBiEE
] mRNA
25,_ Cap Cap probe
0 “ . .
I T T T ‘ T s T ‘ T T T | T T T T | T T T T ‘ T T T T ‘ T T T T ‘ T T | T T | T \. ‘
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
1:MS(-) RT:[3.985-4.065]-3.900-4.165 ] 2.43e3
100.00 = [M-13H]"21002.7614 .
' (M-12H 409-s2 Cap MS[FIEE]
[M-5H]®
[M-11H]' 2608.7827
1185.2639
1 1 2613.1773
iy [M-10H]™
[M-14H]% 1303.8890 1y oy o [M-6H]’ 2613.7783
9310643 BBETIE Jioigage WMP LS 2930.896 -
1 N ‘ 1863.2696 2930.8963
| 737.1550 { t l’ }2177,4777 2877.5625 h 3260.7212
0.00 .i‘ ".‘.“I“'.".i‘.‘l..."|.....“y.|-ww-\--ww.wwww.-w‘L-.wxw-.“w---
750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250
m'z
Reconstructed zero charge spectrum - [M-H]- 6.40el
\o00n 13048.8594
, 409-s2 Cap MSRiEfESIRE
%
13070.8594
120658594 13092.8594
0.00 T T T T T T T T T T T T T L T T J
12250 12500 12750 13000 13250 13500 13750 14000
Mass

7.409-s2 BRI BTIE &
2.4 CapliREH
RIBFIE EMLE R, 391 #0409 5 RT=3.8 min 1&g Capl 4514, &8 HthE LR T,
Itb, LLAGG-38nt Cap /9XIHR G, RIBEINEKIEERR, RUATESERF Capl BURE, SR TR 3

O
7\
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PR 52 MREMET sl, XRAMKAN I LIRFRESRERN Capl, BFFBESES5KN; Lthsh, 391-
s2 F1 409-s2 RE 2519 1.53 uM. 1.72 uM, FREARM L ZINEREEL, WREAFmIthEEENE
8 Ffimo

=3 HmP Capl RE

e B2 {REZRYE] I&mER HRRIEE RE uM
AGG-38nt Cap 291 717439 1 5
391-s1 2.85 39957 35 0.97
391-s2 2.93 62794 35 1.53
409-s1 2.97 11575 3.5 0.28
409-s2 2.95 70627 35 1.72
(x100,000)
3.0
—”_A/_J \ A AGG-38nt Cap
2.0: r I3 Cap probe
] A R e 391-s1
" bmd
] 409-s1
0.0 e o S 409-s2
2.0‘ I ‘2‘.5‘ - ‘3‘.0‘ . ‘3{5‘ 4ﬁ0‘ . |4‘.5‘ - ‘5‘.0‘ p ‘5‘.5I . Ieﬁo‘ y ‘s‘.s‘ B ‘?‘.o ‘ 75 ‘minl
8. SWRMmNFAEIEE (260 nm)
3. 4ie

BT 572 LCMS-QTOF BEB AL, EBILT —H mRNA IMERBIE DT A L. ZERBAMSR, AHER
B=2 B 737, RMERBEXD S, ARohBFR RN ANESAEE, (B T ZBREAEN THEE, X
ESfRREH0 mRNA FEHTTO BN, Ho5IRARIMIBUENEIRHTT T B EMMRIE L BaRER
S, TR I ZAIINERERIYEEETENME Capl. Cap probe, LIERA AGG-38nt-Cap AtRAE, BEEIMKR
AR Capl &2, 391-s2 # 409-s2 A Capl ARE2F179 1.53 uM. 1.72 uM, FREAFEF T ZINMEMEE
Y, ZA AT MRNA IMERSET(L, WAEEZERASRFRESE,
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$ 55 Q-TOF ENAF IR A

RSEFARNERRENDFHEY), BERER. 1B BIR. RERNMEREFS. EVIIEZE)
SNRRIAEIRERZRRIZMD, ERHRREND FREESHIBNAY EEE T E, SHEAFIERT
EHEIZMEVNDF, HEANBTREXERVIZEHNAYIHIE. HEFRRAR TG ED NIFERAS
HFMLEAHET, FEEARHAFE—MAREYIRIEL DN, TOBEERTNRE—HD, MEXNEER
RIENDFHITON, RETEFRAZENERND, WINEDRICY.

| BommamE | o sEde | o  m#noRMsEE |

- maEz |
: Ak 5
I2Ex = R |
[ : A=
G ENH
(PCA/OPLS-DA) SFETEN |
- T : |
[ zewam | [ —owkesne |
|
SFIFERN - i y
=2MHLamE '
(MSDIAL) ESSTRE |
(MetaboAnalyst) ERDTERE

(MSDIAL/Insight Explore)
1 FEEEO A F SRR TRIZ

RFAF AR AN —AEEZREIIREEEKR, M LUR—F5 AR . BRIEBNNNESE, 2
KERMEENESE, WFRKEAGERMNREGIERD, 23NN HITSREYRMPEREY RS
fro EXFRLERLN, FEFEFEVUSEILIENE. DBEONE, FHTREITHER;, BSrEN
IR, XRITRBE, EEDITEES.

BReE _ERRAGIAEEARETIRANREDR. WERERERAK, BRERR~Mm, &5
THRMEFHEAD D, FEARRIES BRSIEENEROB TR, HERTIRMEEERRAIMAE
KB AT, MEZRFZRE—1 UHPLC 724, AERAEENN. ZRFANH—REZINER
ERImT S, A5 =ZBMURTA YT EIRIEEKA, BHEFERTERITEEYRNEN. 8. HEM
o

AEABFENRBRELE _ARBLES LCMS-9030/9050 7EIFELAMEIAF RN A, HAEXIT

ML ARZE,
-.
W .ﬂ"

2 RIETERCEARYS
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IR HRIE-QTOF AT AR IMERAERVIFEE IR F AR

4

i B AXFB2E _ERIBRRE S IR TR SUEXNHIEREA B MK #HTT 7 IR AAHAF D
fro BT 2 4ERIBRS, HINE 8083 MFELE, HRE—4E 27131, F 4 5370 P EXRE/NT

FeFF M (OPLS-DA) REAEZEHSEMAFEEE
EESMEREY), STIEELLEEL 44 M, T2EHE 39 s, 2 MaER. 3MEYR, £

5, HIRE 24T MTERFTEEM(VIP)AT 1 Bk

FIRY

W EE EmEIE . BRERNFBRERASE. BaREVSH. faiRAHEF.

KT SLTARE AT GTRERE FEAREAS MEE

HAERTE (depression) & & BIE A AF BSL 2R IR
INREERR, EENBERRAERENER
Z—o BT, B3 22 AOEEIERE, H5
AOM4.4%, FEMEIEREERAEFTHIX,
1EIEZE, 2010-2019 FHEEFEAMNBERHFES
1K26%, 2015-2019F AR E =43 A B = 5 I ARIER H
EH15%, HEBENBENREREFMEKR, BF
KL EF, slETHRELZHITRX .

B B EBERRIENIEH TR, TR A®E
BERVERABY, BANINNBEAREFRIE. 8
e, AR B RIT. REXTINEENRR
FEAVBRR, EEXERIEHEEBRYE, FEE
TEERRRINENEN AL, Alt, MAFTEHE
I R RIBTIABSE,

REEF B RIFE EME R P EA B K

1. LS9
1.1 HPERFEAR RIREIMIE

FREZHMENRITIFH, BRBHANERT
Bz — AP MHRAPH—REMEZEDRIE
BEXR, XUBA—MMAETmo. SMRFAEe
B HERERYE, B A AR EFERIERY
RF M, KARTE T RETEEMDTTIE,
ZRSE B RORAT- KT BB LCMS-903045
G, AUHTERMEERIFERNREAF2A
PARIIEaTS

KR FMAEIE —4RAE-QTOFRSE, LIAFEE
AAHAFH TIERZED T T ERABEAIMNESER
RAMRIFm, RMA4MEREREY), TENE
B, WINEBERERR. EYRSFAHTY), TE2RMW
HomB e, BRaBRNBRBRAE. BRREY
B RN,

REBIEMERTMABRENE (Chronic unpredictable mild stress , CUMS) ERITINAREA RIREL, 2R

28 R, BRMEHLT 12 MER BIKREEE. FPRBRITAFEED. EKEITFR.

BR+TRET

WEHEEL REFASEIREFITNENE 5 MEFERETNINEREA RREMEZ S,

1.2 HmRERLIE

REZ T HWTN TTaE, RARMBEICRMAREXRRMAT S, BERM&ESEC (4000 rpm,
8 min), /NOIRE EEABEBMKTEAAICHEOE, BkE®al, #EFEE—80°C K.
FmfkRE, B 50 uL REM3K, 0N 200 uL REUEER, B 50 uL RREE, J&lE 60s, £ 10°C



LA 14,000 rpm BYEEIRESC 10 min, BY 250 L B3&, BE=RATIE, 50ul FREEK (50:50) &4, £
M. [EBHASKREARE 12 DFmETHN, SMOFEREBE 10 L, HORE, fImmEEEH (QC)
Fdho QC HFREMROMBNELUHEE 6 £, ZEEHI 6 MERIEA 2 £ QC, @i QC L2 mNEIE
2.
1.3 U&BNE

NBEEHSIEZARIBRSS Q-TOF BxA, EFLIE_ARIEASZOBHEUNMEER. MRS
B (B—4E0 HILIC EKIER®EE, 40 C8 REABER) .. — M EEN. — N EEHBIRER,
KM23 79 LCMS-9030 Pk ¥4 78 i8] B (o

ZRZMBET: O WEBETCETE: AT “NMUESR BA, —HENSBBEREBRY, &
MESBEIBIA-8.79~26.86, WEIEAT ESI. APCl BFRHNERZEHILEY); @ DMERS: BEHEEEN
REGBESZAH—, RFEREFSTN—FHE, SEFGIE. DBETE. FURLIERE], KKIESDM
BE;® —HNZH, BRI AE—EE UHPLC, TETAE RN, BIA BRI EM UHPLC
MeE —HRRERES, HEFEHNDITERK.

L5 " 4ERH8=-8.79~26.86

CSS&EH%E 103 » * 2686
T3?X§’r§f§ 109 4 20.49
C1 822%*%,"5‘ 1.84] o— ® 20.49
1.84 20.49 C8+ACN
104 4 13.87 T3+ACN
184 & # 1387 C18+ACN
879 1.23H|L|C
-10 -5 1] :! 10 15 20 25 30

1 2B THRBSEEREERSANRETE (LogP B) WLt
IR 4ERENEREREN:

R 4= H38 © CBM-20A i = . DGU-20Ask
W & 3R . LC30AD X 4 B o # #F 28  SIL-30AC
= B2 & CTO-20AC v U 2= . SPD-M40
&% T fFuh : LabSolutions Ver.5.97 + @B i@ : FCV-36AH

1.4 3RFH
BB
=) = F 0 B4 Shim-pack GIST NH2, 100 mmX2.1mm I.D., 3 um, P/N: 227-30291-05
%4 Phenomenex Kinetex C8, 150 mmX2.1 mm I.D., 2.6 um, P/N: 00F-4497-AN
moonh M B AME-25mM ZBRER+25mM &K /K, BAE-ZBE
BT AME-K, BABE-5mM 2SR/ BB BEER (v/v,6:4) +

#HOoE K R 2uL m ® 0.4 mL/min

= B 1 45°C xR B X BESER (RLD
Pk sH

= F JR o ESI # O B E 300 °C

130



2 O B £ @ +45kv/-35kV D L & E :25°C

£ f = &S 3.0L/min m o 3R OR B : 400 °C

F B S| &% 100L/min H # #® I : MSISCAN (m/z50-1000)

m ;K =K 100L/min MS2 DDA (m/z 50-1000)

® 1. RIEBENERER
Bial (min) BT ke &

0.00 £ B.Conc 90
0.00 £ B.Conc3 20
0.00 ERmt ] CTO.RVR 0
1.50 £ B.Conc 90
2.00 R CTO.RVR 1
18.00 R B.Conc3 20
20.00 R B.Conc 60
22.00 R B.Conc 60
22.00 CEP ] CTO.RVR 0
22.10 R B.Conc 90
35.00 R B.Conc3 100
39.50 R B.Conc3 100
39.60 R B.Conc3 20
40.00 R B.Conc3 20
40.00 R B.Conc 90
40.00 =538 Stop

1.5 SUEE

SRF Signpost MS BASTIEESIEAME (B FIREL IEXIT5. IRILEE. B82ERIE) &, BHBESA
SIMCA B FHITHIT DT, IWEESHREY), KIBEH m/z &k MS2iEEE MS DIAL &2 HMDB &1
RN OF YT, SAFTE MetaboAnalyst SE & # TR BHER 2o

2. R 5iTie
2.1 &itE S5 EE

SRIF AR BIEEIE 2 FiRo

100.00

xR
Il

Iy 'IML._M_ _,.A )f M

0.00 T T T T T T T T

RT (min)

B2 QCHMBPCE (I ERI; & i)
Fr B MmN IFIRE S IEXT 08, 155 8083 MFEIE; 233 80% M (£ 80% LA _ERIFEmAA
Zi¥=Eivdus)) ﬁ’ﬂ%LE, AT 2875 MIFEIE; 153X 2875 MFELEF, FIBRIE QC HERTPUIEEFR RSD > 309045
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fIEL2, X% 2752 4>, RX 2752 DMHHEES N SIMCA 2, BFHITHMI (R 2)o

® 2. M¥RAFRDITFAELEER

FED BT
ESEIEER — - . = —n
B B B E
wa 1484 3184 1229 2186
80% KR M 17 568 984 420 923
QC #% RSD < 30% 551 882 411 908
VIP>1 45 101 32 69

2.2 ERM4KEYER
X/ N_TFHBT DT (OPLS-DA) ERER, EFEASEAATLEABHKX Y, REBINAIEARS
TEARMERB~YEEZEES (B3).

' W conteol ' Ml contecl
W model { W model
0z 02
5 ® | @
E ® i
P % =01 ® o
=01+
= 7 ® o
. ° o : ® ee
2 g T Toet
o 83 e °*2
] ® 01
-0.2 ®
® ®
0.3 05 d
D e - 03 4+—— et v
05 04 -02 -02 01 0 01 02 03 04 04 03 -02 01 0 01 02 03
100395 * t11] 100643 * t11]

& 3. [EEES5EAE OPLS-DABHE (a: EEI; b RIED)

AR X EIERY A TUXS £k OPLS-DA RESHITIVNUE, 45RKPH: [ERIV FEEE R2=0.594, Q2=-0.475,
AR T R2=0.481, Q2=-0.617, RAEAE, REIMUE (B4 o

' : . r . . - . . T y - T
04 06 08 02 o 02 0.4 06 08

El 4. OPLS-DA X HIEEAR (a: ERT; b: HIER)

N T2 EEE M (variable importance of projection, VIP)iEZE MRS, FEEX VIP > 1 AUHFE
g, —HBEIEEHRN MEEEREREILE 247 MK 2).

2.3 ERMEREMEE

R 247 D VIP> 1 BYfRIEEFMEAEYEIT t I, R p<0.05 BWIFIEEIT AN MS-DIAL 2, i@idHs
# m/z #0 MS2IEEIILECHITEE (B 5) , FrSERS HMDB Fathxy, HETW 44 MERMEAE,
BFE 39 MBsMR, ILNEERRER. B RER. AL BRI REREH R ; FTE YRR ENEIRE <3 ppm;
16 MYIBURE AT LB, H5h 28 MIRETIE; 29 MIB t 15 p<0.01 (R 3) -
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et B chart of aligned ot | 1 of shgned wol

Tl ramrigaton Frak apt ruviggatce | D of focused
DOA_NEG OC- 202263 o 1 z EXC chromatogram of 578.3445 tolerance [Da): 0.01 Max intenaity: 365649
Feab spots. 100% M TB4 » 100 o
i _1
Dingiay filtes % w| . b
o, Rt § o
CCs e Indr e := ar
D M whndi] Mclocadit i InCh ey SEI VY IXPLIDAN- LV T FACIYS AN
] 5 E 1
Blard fiey I o Artertian tiee fomin o
| gﬁ..,“..ium“” | Pren spast vuemet AggrmEnt 08 viewer | St o tatld Bagp s Bl A2 Chwom.  Raw wi. Pusifiod  Hep. v, Fiet
A DOA_NEG_0C-2_D2263_006 Spot 10 1249 scan: 15341 A 2 min M| Jo A R D :l. m o
2| |
2| N3 spectrs Precuror: STLIS4LE  AMearurement

1212

504.3073

| B
5. FIFA MS-DIAL £ ZEF R
xR 3 EFMREMEEERE
e YR g% RLmin)  SWm/ =it m/z (;i%) R
1 Proline betaine + 4.96 144.1013 144.1019 0.59 T+
2 Uric acid - 7.14 167.0199 167.0210 1.10 T
3 Proline - 7.17 116.0698 116.0706 0.78 ™
4 Carnitine + 771 162.1119 162.1125 0.53 T+
5 Glutamic acid - 12.56 148.0599 148.0600 0.09 L
6 LPC(20:5) + 27.08 542.3233 542.3241 0.80 T
7 LPC(20:4) - 27.77 602.3444 602.3463 1.89 L
8 LPC(18:2) + 27.89 542.3207 542.3217 0.98 T
9 LPC(16:0) + 28.34 518.3209 518.3217 0.80 T
10 LPC(18:1) + 28.41 522.3544 522.3554 0.98 ™
11 LPC(17:0) + 28.90 510.3547 510.3554 0.67 L
12 LPC(20:2) + 28.91 548.3701 548.3711 0.97 L
13 LPC(18:0) - 29.23 568.3597 568.3620 2.32 e
14 LPC(20:1) + 29.66 572.3679 572.3687 0.79 e
15 Oleic acid - 30.38 281.2484 281.2486 0.19 ™
16 Stearic acid - 31.11 283.2654 283.2643 113 (s
17 PC(38:7) + 32.87 826.5347 826.5357 0.98 (s
18 PC(42:10) + 32.97 854.5682 854.5694 1.16 L
19 PC(40:8) + 33.16 830.5688 830.5694 0.61 L
20 PC(37:6) + 33.22 792.5534 792.5538 0.36 L
21 DG(44:10) + 33.25 739.5247 739.5272 2.50 T
2 PC(35:4) + 33.42 768.5529 768.5538 0.91 L
23 PC(40:7) + 33.43 832.5840 832.5851 1.10 L
24 PC(38:6) - 33.52 850.5577 850.5604 2.74 T
25 PE(34:2) + 33.65 716.5216 716.5225 0.91 ™
26 PC(42:8) + 33.65 858.6005 858.6007 0.25 L
27 PC(36:4) - 33.72 826.5580 826.5604 2.44 e
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28 PC(32:1) + 33.79 732.5530 732.5538 0.73 T+
29 DG(36:3) + 34.02 641.5119 641.5115 0.43 s
30 PE(38:4) 34.07 766.5372 766.5392 2.01 \a
31 PC(37:4) + 34.07 796.5839 796.5851 1.22 s
32 DG(34:1) + 34.12 617.5133 617.5115 1.84 A
33 DG(36:4) + 34.13 634.5398 634.5405 0.74 A
34 PC(42:7) + 34.20 860.6149 860.6164 1.46 A
35 PC(36:2) 34.59 830.5893 830.5917 2.38 s
36 TG(60:12) + 35.62 968.7688 968.7702 1.40 s
37 TG(56:9) + 35.66 918.7539 918.7545 0.61 s
38 TG(58:10) + 35.70 944.7702 9447702 0.00 \a
39 TG(54:7) + 35.72 894.7538 894.7545 0.74 A
40 TG(58:9) + 35.78 946.7860 946.7858 0.12 I+
41 TG(56:7) + 35.94 922.7846 922.7858 1.22 A
42 TG(58:8) + 35.95 948.8001 948.8015 1.46 s
43 TG(56:6) + 36.10 924.8003 924.8015 1.22 A
44 TG(54:3) + 36.41 902.8168 902.8171 0.25 A

T /@, | ™A, +p<0.05, ++p<0.01

2.4 BEESHR
¥5= 3 PEEHDN 63 MIBS A MetaboAnalyst FFE#HITIBE DT, KMBINEMEAR ETEZ M
BCENERSE B B, BRERBRRAE. BaREVEaR. aaBREE (Bo)

:n"‘lrr
- :
o~
< —
o~
DE Arginine afml profine metabolism
=l [ H H i
g 9. :
F AT : : g 1
2 o ®
i : D-Glutdmine and D-plutamate metabolism
= &J Arginine hne;synlnesis :
8® | r
£ Alanine, asp and
S5 :
r T T T T 1
0.0 01 0.2 0.3 04 05
Pathway Impact

6. MK BRRZ M2 EHRE
. &t
AXHA2E _HERIERRS HRIT- TR EIFUEERR, XHIEMER BRI #HTT T IR SIE
Fo DIEERERGY KT RS BRMEEE, 1L Q-TOF ISR EMAES), HIXE 8083 M
2, OPLS-DA 734 3%PR, IEFAHSRBAMIM DB EE XS, M A VIP B>1 HE2] 247 HEFR MY,
BER m/z &k MS? FERRETEE 44 M, XEEREREYEEL M E AN, SRR BN
W, AARRADE —ERERFEN—HE NN ITAEEBRARE M R4 B EE AR,
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ZIE"4K18-QTOF ZE AT a5 BREEMInE Y HiE

B B oGRB2E ZHREARESIRT- VT BUEXT A7 e B E A E R A RRINB AR A
BT T IR RRAEF oM. BT 2E _4ERERS, EMRIUTHISE 6840 MHER, W&/ 3k

WA (PLS-DA) RPAEFHSRUAFREES, H
MRS, SEIEFELLEED 12 HERENEY), =

G NEMBEERRIEY G .

REA: SWTLETIE FRAT- TRHERE SMBE

151 ARE (prostatecancer, PCa)@—Mikiia
HYAPR R Gi bR, HR Rt RS E A ARG 0,
PCafy PHATHZ = B B AIg12 S /1 5 AR
FMR (PSA) #0, AT BTS2 RS iTHE
AISIRRRVEAE R, WA/ BithsE, BRZERM,
PSAh 3 R MRTSIRRIG 4 K PR E& R E R0, XIPCa
PSSR E, Aitt, PCafvisiiliar 2%k
. RRBELANEYITE .

SRR B R DN —FEINER, T2
FETSEAME, WRR. R, BEKRERSE, B
BERIEFNVREMMESESRR, EMENELE.
KEMMEEMNEBRERLIEEEEER,
HEEMPFEAENRVNEERE, FHEEENZ
ERFI BB X RO B IMIPEERIRE AR, MR DFE
INAINBIRE AT BER N PCaBIIER N EYIIRE Yo

1. 2I8ER S

1.1 HFmRERLIE

HE 51 MEERTEERME(VIP)AT 1 NREER
T IOAVIEE A U, TZERAAHES A BVEY)

RHAF R TR E EDE R EEARBHYIK
FREZUNRRIIFR, BRBMANERF
B2z — BAFMRRH—KREXEZ RS
BEX, WUR—MATMAN. &ARFHAE
T HERERYE, B UAN TS RMEERIERY
RE O, KARATE T LETFEMDTITIE,
BRYGS B2 ORAT- KT B fR 3% LCMS-903045
&, FLUETREREEARYRIFE A SEAF A
PARI AT

KRR A RIE —HRE-QTOF RS, LIAFEE
ERSAFN TIERIEDT TRIZIBRERESER
ANBRBINBIEREAR, RIM12MHMESMHAE, +
BREER, WINEEENER. ZERSNETY), =

FIEHRE S TZERAARESARYEY) SRk AIEA
RERLERBYEVI S Fo

H, BIIAS0 uLBRE:

FRAEID, BI50 plLahsdR
ANA200 L FESiER

i®liEe0 s, /210 °CH

1114000 rpmfisiE
=10 min

v

H250 pL 155,
BEHTE

50 uLBAEZK (v/v, 1:1)

g5, Es.

EEASKRAEAKE 7 i@ ToMm, SOFERSES ul, HIRREESH (QC0) &, QCHFmfiE
PO BIESHT 6 51, Z/E80 6 MEMEEA 2 # QC, @Y QC 22 lBIERE.



1.2 X33

NEEREE _HERIBARSS Q-TOF BxA, HAP2E “4REASZOESHHENEER. MIEEBIE

. —NEEF.
E
wmOR R
T 2 W
+ B
i T F 4
1.3 DrFH

ARG

(=) =
i) R =

#oF o R
=

A
RS

E F R
g OB E
z % S
F g A
mo#m S

D B

D B4

B

o

D 2uL
245 °C

. ESI

D +4.5kV/-3.5kV

© ®R 3.0L/min

© &S 10.0L/min
=

. 5 10.0L/min

oS M
B &) 1 28
= R 78
R’ N

i =

Vi SV

D L &R E
mBREE
A\ &8 N

— I EETEBEEA, N8 LCMS-9030 FUiRT 1Ty alFiE (. BAAiE !
. SCL-40

: LC-40BXR X 2; LC-40BX3 X 2
> 500 pL

. FCV-36AH

. LabSolutions Ver. 5.97

. DGU-405

. SIL-40C X3
. CTO-40C

. LCMS-9030

Shim-pack GIST NH2, 100 mm X 2.1mm I.D., 3 um, P/N: 227-30291-05
Phenomenex Kinetex C8, 150 mmX2.1 mm I.D., 2.6 um, P/N: 00F-4497-AN
A #8- 25mM ZBRE&+25mM &K/7K, BIE-Z.AE

A18-7K, B#B-5mM ZBAtZ/Z 5. BAEE (v/v,6:4) +

> 0.4 mL/min

D BESER (R 1)

: 300 °C
: 250 °C
. 400 °C
: MS1 SCAN (m/z 50-1000)

MS2 DDA (m/z 50-1000)

= 1. RAEBENEERF

BYi8] (min) Bt ke (]
0.00 £ B.Conc 95
0.00 £ B.Conc3 20
0.00 R Oven Valve 2 0
1.90 TEfE Oven Valve 2 1
2.90 £ B.Conc 95
15.90 £ B.Conc 65
17.90 £ B.Conc 40
19.90 £ B.Conc 40
20.00 £ B.Conc 95
20.00 £ B.Conc3 20
20.30 RfE Oven Valve 2 0

37.00 £ B.Conc3 100
41.50 £ B.Conc3 100
41.60 £ B.Conc3 20
42.00 £ B.Conc3 20
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42.00 =88 Stop

RIE SN

(BRI — R BT
“HI@IRERH/ ERIE SR

—————

J —MiEREH  —H0EE

—HiRaH —EeNE

—p HH =

“HRal —HoEE THERAE CHemE

E 1l 2E"#RHRRE (EE: RS, 68 JiE)

1.4 FEE

K FA Signpost MS ZREGXE EH#IEAIBRE AR, IEXTFEG, KEH#IES A MetaboAnalyst 1
SIMCA R #1THIT D, IEERMEE), KIEEH m/z & MS?IEEFE MS DIAL & HMDB ¥ 518
RHIARIEIYIFRZS, SAISTE MetaboAnalyst E&#HTARIEHER 2.

2. GR5i%e

2.1 GEESHIGIEE

NRBEINBAE QC FFmpVELE (BPC) BIEEMIE 2 Fim. SEB—HSAEHR, 2IETHEMS
Dial 204 I HFKIE N FRSMERBEY RN SEE EZRA WE 3FR), BIEE T2 4
BERNDBEERIE. Z BRI R,

100,000
4)%1 ‘BPC(-) SFTE-QC_neg_07.Icd

5.0]1:BPC(+) #hils#4-QC_pos_01.Icd

2.5

0.0+ “~'44»mﬁ,¢\AV/x/\u~,4#/J/\K/l,ﬂAﬂKAﬁprMk/';\>44n~m¢,fpfj 0

5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 min

2.QCH#mBPCHE (A& ERHN; BE: ARN)

VY

|

FEMARIT, Keg ZEXRENSHIES A Signpost MS ], REUERHNTTEIEEG, HF
2 6840 ML, FEEXNIRAEHTIIR, FA “800%MN “(EMREM—EF HINRE T 80%HE
F) TmREHEE, BZIFRTE QC HFRAAIEEFR RSD>30%HEE, &F, RRRFEES AN SIMCA Bt
BT T—2gttoh (B 4FR).

. S THS—@HENEESDEEIEE {5 EIAEIES\ Signpost MSifH IS ISR
- 350 340
E 300 260 250 270
5§ S5 "80%KIN" it
S0
g 150
1'% SIRFEQCEERBISTIFARSD > 30%EVRHEE
o
— % i
wHTFRG AR RRIES A SIMCAE BT St
3. DT ES—HH A EYHETR 4. FHETAMERIZ
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2.2 ERMEREHMER

HE

A, REASFIEHEIES N SIMCA R #HITRE/ N
B (QC) IEREMRY, RIANBKREIRE, ERHSKREAF AKX,

EBANRBINBEREMEEEER (B S,

FeFr oM (PLS-DA), BRER, |

REARPIBRERES

|

3 20 | H
3
15 AOT@ ADG
10
o 0z
o] S .*
= co4
2o . 02
= C{J(:.
-5 =
-10 L ®co7
05
15 [
-20
-25 . . : .
-40 -30 -20 -10 0 10 20 30
t[]
R2X[1) = 0.244 R2X[2) = 0.155 Ellipse: Wotelling's T2 (95%)
1
J i}
b B
20 4 3
AQG
AD4
1 ADS
0 COI..C04 % A07
- A03 @02
20 oz @cos
10 ®co7
@®cos
20 -
-30 -
-30 -20 -10 0 10 20
tn
R2X[1] = 0.228 R2X[2] = 0.178 Ellipse: Hotelling's T2 (95%)
5. R/ NZFRFITOMT (PLS-DA) BU=E

(Bl a: FER; Bb:

UALES:WN B

ERA; 2 &

48; 3:

[aizas)

AR X IQUEMI A TR iR PLS-DA #ELHITIONE, 4558 5RA: [ERET FEEE R2=0.816, Q=-0.366, 1A
BRI EEE R2=0.369, Q=-0.264, #&A&n]5%, KBEIME (B6) .
a i
. &
I T e :
05 « b
- . E o '-‘.--:..--—T..'
0 . | .... |—---"-I_ I I
05 I
4l | .
0.2 0 02 0.4 06 08 1
b
(;._s?I ’ ________________ 9 :gi
os. | ----------- rr .......... .
4l  Bp——T0 Qg
02 B -.!« ------
0 e 1 |
0.2 _l """"""" ri_ I |
04 . -
0.2 0 0.2 0.4 0.6 0.8 1
6. PLS-DA 200 AR N IIFEER (B a: IEET; b: &)
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BT SR EB M (variable importance of projection, VIP) ik ZE R MBI, EEX VIP > 1 BYRHE
g, INRXTABERTIRA, SERENERELEY, ZHEE RN MREIRE SRS 220 1,

RN MEEESRELEE 231 (B T7) o

a b
4 4
3 3

=2 &2

= S -
0- 0
1% ] -1
_2 ' Tr 1 e - - v N i N " o T T e - _—— ‘2 Ty TYY TY? ™ L TIY T T LR | ’=

50 100 150 200 250 300 350 400 450 500 50 100 150 200 250 300 350 400 450 500
Num Num
7.PLS-DAZMRIVIP BitE (Ba: EEI; B b: fiEz)

2.3 ERMRYERE

RFAE VIP > 1 fyEieERIESYIEIT t 15, & p <0.05 BV¥IFUEEIS A MS-DIAL X4, BidiE
s m/z Ml MSIBEILES#HTTEE (B 8) . HAF4ERS5 HMDB EA LR, HEFH 12 FESMENE
), FREYIRRENEIRE <4 ppm; 11 MMIBUREKFE L, S 1-MRETA (R2) -

Il rocoing | Dasvouslzation  Sewch  View  Option  Bport  Help (]
@ @ . b Sl
A proceiion e (ERRR ARrint gt o :
File navigator Peak spot navigator i of focused spot Bw:mkpopnw wat:dndl
FHE-QC pos 2022023 ] abet | Hone [ o 2882623 tolerance (D] v 2136 s e :;“:.J
Peskspots 0% Num. 3053 E:z :‘,,I:m.r ::j:m
e j o irgen
Ref. matc! hed ] Suggested g 2004 FormulalOntology:  C1BHIING | N-acyl amines
il e RIS I ol
s ;-;;.::-ﬁs’;‘p.m Peak spot viewer T J 7 Shew jon tabld Exp. vs.Rep. | MS2 Chaom. | Rarw va. Pusified
i g me.-.h.ttt-(x_-:._mrnn_:u)_mswm:xns.‘w.mxm 2 Mass m/t: 2RE I5330 )‘ A_ l@ Q :L m o
g ....... . Buference "::‘:;"“’
§ ! .' ) el 1719900 ‘
gg ] L soom e |
22 1 ] £
£ itR|° = § :
e E n ] K et i | —
53 54‘4 ! 3 o) 28825399
iz © E " -
g1 = Bee o) 1os0ses0
A DR R : p = % z s = =
Retentian ime [min] _ _ . i feference
Region focus by ID: 1275 [3] Rriming: [ 20190 [3] me | 288252 [5]  mnformation bew: Cur D, metabalite name to Unknawn
8. T MS-DIAL ¥EE R MY
x2 ERMAEYEETERE
L RT. . X RE -
B"S E7l5n R ) S m/z i m/z /T
(min) (ppm)

1 C17-sphinganine + 5.08 288.2892 288.2900 2,77 T

2 Pantothenic acid + 16.41 220.1084 220.1080 1.82 )

3 Lauryldiethanolamine + 34.46 274.2740 274.2740 0.00 T

4 D-ribo-Phytosphingosine + 5.86 318.3026 318.3030 1.26 T

5 Boldenone + 32.52 453.3293 453.3310 3.75 T

6 NAE 20:2 + 31.53 352.3204 352.3210 1.70 T

7 NAE 20:1 + 32.24 354.3358 354.3367 2.54 T
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Octadecanoic acid - 38.72 283.2632 283.2640 2.82 T
Pseudouridine - 8.54 243.0618 243.0620 0.82 T
10 C10-LAS - 27.39 297.1518 297.1520 0.67 i
11 Lignoceric acid - 35.60 367.3593 367.3590 0.82 T
12 2-acetoxy-6- - 37.69 389.2691 389.2680 2.83 T

pentadecylbenzoic acid

T bAE, L T
2.4 BRSO

R 2 REEHM 12 MBS MetaboAnalyst FFa#ATEEE DT, LIMAIFIEREBE RRINBIR
TEZZMAEERAEHEENE. TR A NEDSR. NMENEMRNEYERE (B 9) .

o

i Sphingolipid: metabolism

-og10(g)
0

i @Pantolhens_!e and CoA biosynthesis

10

_| OBiosynthesis of unsaturated fatty acids
r T T 1

ono o005 010 015

Pattway impact

9. FIFIRRE BB RRINAAEZ R IR E RSB

3. £ig

AXHMA2E —ERERFS IR TR EIFIEERAE, Xai7IEEERENES ARBRINGEF 2
77 AREASAF AT 2B _HERERSY KT RSO TRIRMETEE, 1L Q-TOF EDHEILRE
71, [EMARIHISE] 6840 MHIEIE, PLS-DA 0iTkEA, EBASKEEARBINAER DB EZEXKH,
M VIP E>1 fhEE 451 MEREREY), @I ER m/z Rk M EFERRETEH 12 MESEREY), X&E
SRS EEZ MBI, ZERMHES A NEDS. NMEMEMEBRNEY GRS, SHREGHET
SYRIS R E YIRS THIRRINR, BINRIASIE 4R EBRARIEN—TE N TAERRE — Xt
DITIRIEE BB ARG,
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$F 6 F QTOF ELRTZEMIHAPIINMA

TR, THVFABAET I MESHESE ZER. BN, EWEILES FRESMEDFILFET
A, BRARRSE, NFMBEAES. HENTSE4S, A, THRIEEBIFRGIIZIEIFREYN
QI TE, WNFRIEMNBIEEHTHNIEEESE +HEENE N

IR BRI, e NTRIRIFRRE. fIRRHEEEENERNILE. MEDTEENE
AR, 52 Q-TOF Fii LCMS-9030/9050 ABE s n#iX. el EMES S, £54 Formula Predictor.
ChemSpider. ACD/Labs FZ MBI NREIERE, MINATRAIRIEIF R RAMYINEREE,

S5itER, AFRAALIKENAERT, SEEBHER™R, SKEL. EMAMRKLFHLSS
EHIRARERR, SRBUICUHEENRERIBTELAIXE, X TSURRRBIESkE, &8
BRI T RER AT UNRBERYRF SMED REAENGFEMLEERE . MEAFE EXRE,
Q-TOF XAFEABRMAWERRIEN, AILURE—FEN ZLISREREELE, B _EEHREES—REH
ARSI S SR E AR TR E M T,

RERNBFENADE LCMS-9030 ERARBNAMSAFIIN BZES, HAEXTIMIAREE,
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LCMS-9030 E &R ZE @ VEI TR BV R AN

B B AR RRREEE-ORAT T ElE (LCMS-9030) XYRIEEIEIFY)FBVARM B D #HITE MDD
1o BT RIMBIEEIFHEARFYB L IERT 8], FREXXT BT Bl f—2him n PSS 2, HA Formula Predictor
BUFNPIBEM 2 F 3o RAIREN D FEAN ChemSpider #IBEHITIOR, MERER B ZANYAIE
B HMXo B HMX S N ACD/Labs B, SRRk EREFERR HITEGRNT, HES
BIBERVRERAR, MMH—THIA T ZARNYIZE HMX,

SR RAREIE-TRT TR Q-TOF JRIFY HMX

BIERSNIIERM AR ENEETFE, 3¢
P BRI VEVIAN BN EA R YRV IR D T R M & o
CNBEIEMIN TG EERE, SEAMEYNIR. B
FEBE. RIEBIERE. SAEBERES. BF T

ABENE, BEXNEIREY IR ZINIBIEYITTREN 7o
MERIFmMEREZS, 53— EBaHIFA.

EEVFARIHIL, XRIEYINE AR T8Ik L.
AXERDEBDYHREELAMN LCMS-9030, A

BIERABR TGS ARV NMUIERER, E7
ZIB ZHNE. HRERMATEREFERED
ER TERERAE, XN T EARBMmO.
il BinE B FEBIER A SRR

HEREERE, R4S ChemSpider #iEER
EECTREN N E Y. REBId —HEER, 45
ACD/Labs B #—5Haiko

1. LSRR

1.1 {38

S EBEBRAAEIEN Nexera R4t REXTIRAT ¥1TBIBIFTIEIN LCMS-9030, Nexera 4t E3E LC-30AD X2
(5a&3R) , DGU-20As (FEZ&RRSAM), SIL-30AC Eohi#t¥ss), CTO-20AC (HHEF8), SPD-M20A (ZikE

PEFIRMZR) , CBM-20A (RAITHIZR) . HIBREM DT LabSolutionsVer5.95 (TEuL) M. BiLE

5/ FTE ACD/Labs Ver2012 2o

1.2 P&

GUEESES

BigHE: Shim-pack GIST 2.1 mm I.D. X100 mm L, 2.0 um, P/N: 227-30001-04
mEpiE: AAE-5 mM BERERK,; B AB-FEZ

IR 0.5 mL/min

H&: 40°C

HiES: 2uL

MK 190-800 nm

AR AT BREERT, B ABRIIEIREN 5%, MERERILR Lo

142



&1 BERHER

Time(min) Module Command Value
1.0 Pumps Pump B Conc. 5

8.0 Pumps Pump B Conc. 60
12.0 Pumps Pump B Conc. 60
12.1 Pumps Pump B Conc. 5
15.0 Controller Stop

Pkt

IITES: LCMS-9030
BFED: ESI()
mHA=: == 10.0 L/min
EZ4=: &= 3.0L/min
FIg=: /= 10.0 L/min
RiES: @5

1.3 #HamanibhiBs5E

EOEE: 300°C

DLRE: 250°C

INPELRRE : 400°C

B MS Scan m/z: 100-800
MSMS(DDA) m/z: 100-500 CE: 30£10V
Loop time: 0.2s

PREX AT EEABIFMEan 10 mg , A 10 mL FER#A 10 %R, 3000 rpm B/ 10 7980, BY
EE® 022 um B ZEIEEREEHE/ N, 51,

2. ER5i1E
2.1 AIREBIEMIE BV RN EIEE

PIEEIBIEYIBY 254 nm NERINEIEEINE 1, B 15472 min RBEREEIEE, FIER

FIENEYo

15 1254hm,4nm |

7.5+

5.0

25+

1l

4723

6.0 7.0 8.0 9.0 10.0 1.0 min

1. FIBEBIEF RSN i E

2.2 RT 4.72 R8BI BRI R 53 F U FNE R
2 NRIEEIRIFYIBIBUE BPC 1R, ERETR 477 nHERENES, 5RIMIEE
472 DYV N, JEEREXY RT 4.72 BRI —2 0o
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(x100,000)

++1:BPC(-)

4.773

7*

T R — L e e e e e e B B e M
0.0 10 20 30 40 50 6.0 70 80 9.0 100 1.0 min

2. FIEERIEY)IF G BPC BIGE

3 A RT 4.72 N—RFUEEMKE. Xt RT 4.72 #1177 ¥RIE#RNT, m/z 331.0156
5 m/z 333.0120 e 3: 1 BUKXFR, HNENM+Cll. FIAH2 LCMS-9030 &R ERERT
=, RtnEAREMERE/NTF 1 ppm/hr. £/ Formula Predictor BEFIUNE 2 F20, 182 C.
H. O¢ No Cl BoEmABE 2579 150 300 12, 10. 1o m/z331.0156 FUMEFIEIE 56
FEME—AIBEN D FTN C4HsNsOs, FRZ2EURZE-0.90 ppmo B 4 /3 m/z 331.0156 5 m/z
341.0447 HRENE FAE, BFRERRENEEENLIENE, RERsERRE—MEEY.
XF m/z341.0447 FHATFM, FUMER ILE 6. Lr & HIEH H[M+HCOO], BEHRZE-0.11 ppm,
TEFNFRAPHZ E—,

Inten. (x 100, 000)

31. 01561 i
S 341. 04468

2,0
333. 01203 ‘

105 S 1'?! - 458. 03344
0.5 4 |' ' 393. 01424
00 319. 92501 L [l 24g.g29a7 ] 369, 03761 _383. 05360 _
: 320 330 Zi-iil :\'"irl .'.Ilit] 370 _\.‘Iiil 390 m'z
Inten. (x100, 000)
1 331. 01561
-0 341. 04468
2. 57
28 07
e 5%
103 358. %3344
0.5 ) 359. 03418
S T P S PN CL X A SO s S
327.5 330.0 332.5 335.0 337.5 340.0 342.5 345.0 347.5 350.0 352.5 355.0 357.5 n/z
E13. RT 4. 7289 — R BB E KRB AE
o | 1:331.0156()
1:341.0447(-)

400000

300000

200000

100000

0.0‘ o ‘1.‘0‘ o ‘2‘0‘ o ‘3}0‘ o ‘4.‘0‘ B ‘5.‘0‘ o ‘E.‘O‘ o ‘7.‘0‘ o ‘&‘0‘ B ‘9}0‘ o ‘10‘0‘ B ‘11‘0‘ o ‘12‘.0‘ o ‘131.0‘ o ‘14‘0‘ ‘ ‘rr‘in

El4. m/z331.01565m/z 341.044 TR BN F R E
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~ Formula Predictor - 331.015614 - MS(ESI-) RT: 4.755 - 4.797 Scan#: 2656 - 2678

331015614 E Charge: 1 v
Error Margin: Calculate Score| Pred. (M)| Pred.mjz| Meas.m/z| Diff. (mDa) | Formula (M) lon Diff. (ppm) | lso Score DBE
- L v T A T v v A A v
ppm ¥ + 4155 | 206046509 331.015911 [ 331015614 -0.207 | C4 HB N8 08 [M+ClJ- 08961 35.56 50
Exed Adducts
&
Advanced
Electron lons:
Both configurations v %’
El t:
O L lements
HC Ratio: 0-3
Apply Nitrogen Rule
——
AN = N =+
El5. m/z 331.0156M9 0 FFUNLE R
* Formula Predictor - 341.044675 - MS(ESI-) RT: 4755 - 4797 Scan#: 2656 - 2678
341.044675 @ Charge: 1 v
Error Margin: Calculate Score| Pred. (M)| Pred. m/z| Meas.m/z| Diff. (mDa) [Formula (M) lon Diff. (ppm) | Ise Score DBE
++ A v v A hd hd Y A Y
ppm * 6675 | 342.051989 | 341044712 341.044675 -0.037 | €5 H10 N8 010 M-HI- -0.1091 63.08 50
Fixed Adducts | 2 6674 | 296046509 | 341044712 341.044675 -0.037 | C4 HE N8 08 [M+HCOO]- -0.1081 63.08 50
DBE Renge: el
Advanced
Electron lons:
Both configurations %
El t:
0 Limit emene
HC Ratio: 0-3
Apply Nitrogen Rule
—

6. m/z 341.044THI L TRNLE

2.3 ChemSpider IS FTLER
ChemSpider (http://www.chemspider.com/) B—"RENUFHEMNEREIEE, B

BT RE 253 DTFARY 6800 A MEEMIER. RESFIA. KFH. B

. EMRESF

WIORAIN, BRMYENEEEREN ZOEIEE K 2.2 FNEHL CHNOs A
ChemSpider #{TIOR, HRLERINE 7, ME—RRELEYI N HMX. ERXZMARZHES,

KB 282°C, EE 1.96g/cm’ B FABREREE, ZETRE. 2B |NFEH. 2—f
ERRIFS, BIFBIIMEST 1.5 B0 TNT H&,

Web APIs

Home About us

Help & Signin

ChemSpider

Search and share chemistry

Simple Structure Advanced History

Found 1 result
Search lerm. C4H8N8OB (Found by synonym)

HMX

1] Oy

Average
Da

'=n 5 Molecular Fomula

mass

Mencisotopic mass

I \ 296.046509 Da
M=o ChemSpider ID

7. CaHsNsOs B ChemSpider #iBEFEIORLE R

CaHgNg

296 155

16636

2.4 RT 4.72 Z4Ri%4E 4 ACD/Labs WSS EEHENILS R
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B RT4.72 B9 m/z 341.0447 SN — K REE (B 8) | A ACD/Labs, & 2.3 Fulllt
RIRTRERIEMITN, FHTEERERR ST, FUNLERIVE 9, M S H rIaERIPR I 2
LA 106

Inten. (x1,000)

2,259 147. 01583
2.004
1.754
1. 50
1.259 112. 05094
L oo 129. 04171
0. 754
0.50 88. 9986
e . 216. 98881
0.25 56. 05125 T ‘
O L | ALkl ’ o L 20998t sorgies
50.0 75.0 100.0 125.0 150.0 175.0 200.0 225.0 250.0 275.0 300.0 325.0 350.0 375.0 m/z
8.RT4.72 B9 m/z 341.0447 U _ R FRIEE
s B e e s
P — e ) ! o - n
p
N PRSI Ial N o (i mgaze | MTOE | foae o saz
o N f/ N i
£ I
‘_:“2 -
b (8]
£ i aweoz | vocmeson | e | 7 o e - 230 / \\
oW _-N_ Ne_ -
) o= (8]
& \N/\N/
D..lv“ < >
- f o | e | v | e | | IR | | \ 4
_ 0;_1_\4*/ T~ =0
W !

e

=

Il | ‘I | HI | ‘i I [l | ‘ ‘

L e 13 S5 78 134 Az M0 ME I8 2 31 10 M 2% M

LA 1

e e
e

9. m/z 341.0447 B9 — £} R & ACD/Labs % A S5 FFINIEE R
B} . B}
N? ] 0=N., ]
OE NG - -
AN +HCOO >
NK/HNH N(2 ('r\?f —I o: <N
\ig SERNTS N
H ., < > —_ (0]
CsHeN4O2 N N C2HaNsO4
- . /z 147.01583
m/z 129.04171 O\N+ ~— Nt—:O m/z
6 /-
T|_ / C4HsNsOs \ 9 H_I .
0N m/z 341.04468 Nio'
NN HN="N’
. \
CaHNsO C2HsN302
miz 112.05004 m/z 102.03054
10. m/z 341.0447 B BERY — b2
3. it

AXFAEZE LCMS-9030 20X, ehsfEmESS, 4545 Formula Predictor.
ChemSpider. ACD/Labs ZZFhiEBh N N EHEE, BB T Al eIV EYI P R YIS RE T,
FONER ER LCMS-9030 EE T ppm BNRE, 2RI FIUNFILE MM S HF] 25,
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AOE+LCMS-9050 1R:&Ejn & & & 5K REYZH)

i B AR A S2eBohiELRENEEEURAE G LA R A-TRAT TR BRI, 45
& CEESY QTOF &N MEEE) B T HES/KASNHYNIRTE % FIRZAEE
XY 3 PEESKERPSYAYITENES T, ERER: 5 KERDFIHEL 160 21 Al
2 MeE, Fra&Yr MS1 Bt @E/NTF £5ppm, ZRIEEBIAEMER DA TF 54
BRAZAE, BE— A, RRTREMINESHRE, ERERRE. BREROTT
{REZET(E]

X$8i7: AOE LCMS-9050 45&Ei5K  HWEY)

SmVZnEEEEARNSOER S ESmERES.X55=80RTREN D
HEZFREHERERED ALLAANE RN, WINERIEREDWBER 2.
mAEA AR LR, (AN ER RELRERES. —REEERESFE
By AE R B AR —INER T (F. =, FEEEWMEED .

EKEEIENRAR T BEXEEENE AR EFA BELCMS-9050 B 5 M &R E
BRATFER, BLEHEERXLTEARER E-TURT WTITEBERRIEN, Bi T —
DHBEHXESMHERE SAEmMETNY  WEESKPSYAYIREE LR DT 5.
SRR, MTHEI B MY IRREMX X3S KEMEIT T O, PIRIRGES A
BNENER, ERBEENLINNER, £  KTHNSYAY), 2 EERESE,

1. 2I8ER 5

1.1 %88

572 LCMS-9050 a0 & B SIE R TR g AN, BAEERN:

W &R R :LC40BX3X2 2 % 15 %) 22 :CBM-20

i 53 X :LC-40DXR (NE LPGE £7T) B o) # # 88 :SIL-40CX3
B ©h # #F 28 :SIL-16P £ & B = #l :DGU-405X2
1+ Pl 8 :CTO-40C(INE FCV-36AH +18iR) XITEY B BiE Y. (LCMS-9050

B 3 T fF 5 :LabSolutions Ver. 5.118; LabSolutions Insight Ver. 4.0SP2

1.2 ShFH
Big&H (SPE)
8 % BX #+ : Oasis HLB Direct Connect HP (30 mm L. X 2.1 mm1.D.,20 um)
SPE W&ZE : AKX, B-BEE/ZE/SERE (1/1/1, v/v/v)
C-0.1% 9 50% R E2K AR
D FEEFIEAN 0.5 mL/min, #JETREEA A
© 2000 uL

SPE A
e S

I
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#& 1. SPE BY[E)iEFF

Time(min) Module Command Value
0.01 R C Flow 3
2.80 R SV(C) C
5.00 £ SV(Q) B
7.00 £ SV(Q) A
11.00 = C Flow 3
11.01 £ C Flow 0.1

7 FCV-36AH +1&iEY]iRBY (8]0 2.8 min
BIEEH (UHPLC)
B 3% = : Shim-pack GISTAQ-C18 (100 mmX2.1mml1.D., 3 um, %&E (&) £

BMBRAE))
o A AE-0.1 %RERKAR; BAE-ZME
m ® : 0.3mL/min
=+ m . 40°C

B 3 I BB, BAEAIISIREN 5%, BYEERILE 2
& 2. BESHRNERER

Time(min) Module Command ue\/al

2.80 £t B.Conc 5
22.00 £ B.Conc 98
25.00 £t B.Conc 98
25.10 £t B.Conc 5
30.00 Eanalllor Stop

=g Sts

B F R :ESIH+) MARERRE @ 400°C

E4SME  © 3.0L/min DL & E : 250°C

POIFRSRE ¢ 10.0 L/min 2 O & E ' 400°C

FIESmE  © 10.0L/min H # & X : MSScan(m/z 100 -600)

DDA MS/MS (m/z 50 -600)
1.4 HFmaibig
1.4.1 HEEEALE

@ o= ( ~
EREAEREES IA30%Z a5 s
IKEER10mL KiERE100 L i ENotr

\ J \ J . / L

Bl tFampitiEdiz
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1.4.2 [FRiztFSAECH!

RS AR Bk A 10mL I BIN30%ZE KB 100 pL, BARIIE#10 pL ] | st
E2. puztsmicH!

2. &R 571i¢
2.1 IBEH

18 % CEESY QTOF SHMFILEE) PR EYEAIREESR, KENEBASH. TR
HEBHAYE, BRIEERIELEES 5 EEDT, PARTENESYNRELRE, FIEtEY
MR L RE/NT 2 ppm, REEYEFIEERAEIRERE/NT 0.54%7F] 6.06%.

o QC1 o QC2 acs ac4 e Qcs

3. REFmEED TR RE

x3. Eﬁfﬁuuﬁmﬁj‘lﬁﬂméﬁﬁﬁ P (n=5)

me Ay {REEBT (8] & mER s A {REZBY 8] [Eqisp

RSD RSD | RSD RSD
1 efit: 0.54% 296% | 10 e300 0.05% 1.14%
2 O6-EZBUSHE  0.06% 195% | 11 EEE 0.06% 2.27%
3 FRERAR 0.07% 150% | 12 SHITE 0.02% 6.06%
4 IS 0.05% 157% | 13 H 7G5 0.02% 1.50%
5 AE 0.03% 162% | 14 RS 0.05% 2.59%
6  EEBEET  0.03% 145% | 15 SRS 0.05% 4.52%
7 MDA 0.02% 168% | 16 YEMe 0.11% 3.76%
8 MDMA 0.07% 251% | 17 =T 0.07% 3.94%
9 e 0.04% L64% | 18 IREE 0.03% 1.58%

2.2 REYE
A 10 ng/L Bu¥Etsan, FREYIRRIRH; HFAREEI ZREE, #ITIEERREIA
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1:328.1543+/-3.0ppm(+) 1.47e4

25e4 2
23e4-
2.0e4 ]
1.8e4
1.5e4
1.3e4 ]
1.0e4
75e3 ]

5.0e3 -

25e3 ]
0.0e0 4 A L ’M | il

T T T T T T T T T
0 2 4 6 8 10 12 14 16 18

4,10 ng/L BRI R EIEE

RT (min)

2.3 SKkERDI

fEF3 DDA(+) RIS =75 /K F 1T O, 45 CEZESY QTOF &R ¥RiLE), F/H
Insight Explore BRIt EEETIRE, N MEMPNSYAYHITIRRETE. FUBELNIEL B
B

2.4 Hm4&ER
MBLRGIVETHERS, 3Ms/kFRABIMELL6. 21M32MEEY), FrEtaIry
MS1B Tt fRE/NF£5ppm, “REERMEMERDIIRT 54, BEITRS:

1:206.1539+/-6.0ppm(+) 251e3

3.0e5 -
2.5e5 -
2.0e5

1.5e5 |

1.0e5 |
5.0e4 | l
0060 - LL AL A . o
T T T T T T T T T T T T T T
8 9 10 11 12 13 14 15 16 17 18 19
RT (min)

w
o -
~

T T T T
0 1 2 3 4

E15. J5KIF 1 H BV SR BN S F I E
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1:216.1011+/-5.0ppm(+)

4.09e3

4.0e5 -
3.5e5
3.0e5
2.5e5 -
2.0e5 |
1.5e5 -|
1.0e5 -| M_l\
5.0e4 |
0060 i) MAM\ AA I\/& A
° 1 : ? ¢ ° ° ! ? ? " ” ¢ " R N v 4 1Rg'l'(min)
[El6. J5/KFmM2HR H AV PRI B T B IEE
1:409.1370+/-5.0ppm(+) 265e4
4.0e5 -
3.5e5 |
3.0e5 -|
2505
2.0e5 -|
1.5e5+
1.0e5 -
0060 : e b ne ik A A L
° k ? ’ ! ? ¢ ! : ? e " A " ® " " * 1RgT(min)
E7. S EFERIFENYIFIRIE FEEE
R4 =5 KERIEER RS
TEIKEE -1 TEIKAE -2 TEIKAE -3
&4 N RLBE  MS1m/z M2 RLE  MS1m/z M2 RBE  MS1Im/z M2
5 ke oRE e DR RE g e R RE g P i
B s : AEA e ) i N v ) HEMA
] (min) (ppm) = (min) (ppm) - (min) (ppm) =
1 ZRETE 1/ 4663 1.170 68 1 4 4689 0.39 95 1/ 4.683 1.949 95
2 Z FRIRAR J 5139 1.998 94 /o 5169 0.615 95 . 5.16 1.845 9%
3 AKKTE J6.040 0.782 100 /o 6.030 -0.357 99 /6023 1.826 100
4 no P 6439 2.062 100 4 6428 1643 100 | 4 6424 1328 100
5 FERET N.D. - - a 7.051 0.395 92 a 7.047 1.817 98
6 FEE | ND. - . -0/ 1683 1565 93 | ND. - . :
7T xZEMEE® | /1865 1.249 83 ! J 7866 0132 95 |/ 7844 1.052 9%
8 ZER a 8.057 1.458 62 a 8.064 0.729 92 a 8.053 0.781 94
9  O6-EZEEDHE Joo8312 0213 67 4 8313 1798 71 N.D. -
10 wE |/ 8487 046l 99 | /849 0205 99 | J 848 1589 99
11 BEXRER | /8531 0.933 82 1 /8526 0.733 93 1 4/ 8516 0.866 100
12 Bl a 8.729 0.001 97 a 8.723 1315 99 a 8.719 2.366 99
13 ST N.D. - - N.D. - - a 9.064 0.945 63
14 SRE | v 9161 0798 75 | /9180 4746 54 | ND. - - -
15 ZEH | ND. - - | N.D. - -/ 9830 1.534 71
16 M BER N.D. - - N.D. - - - /10359 2940 67
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 N.D.

 N.D.

IERAZ , , v/ 10472 2320
SEWHE | ND. | ND. L/ 10512 239
EPEAT | /10409 4727 84 | ND. | ND.

Dt R Ok ' N.D. ! N.D. v 10787 1.836

AT v/ 11020 1498 60 N.D. Joo 11031 1.987

R | ND. | ND. Lo 1237 2107
®EBEF 1 ND. ! N.D. Lo 11294 -1.007
axEbT N.D. J 11616 2.094 100 J 12308 1.972
FEHIA N.D. J 11916 2537 70 N.D.

EDDP N.D. S 12730 1330 70 12692 2229
MIZEAM 1 OND. b 12.849 1.015 74 a 12.837 2.443

ESA N.D. Jooo 13593 0.032 79 /o 13318 -3610

#®EE | ND. | N.D. L/ 1383 2431

B |/ 14616 1665 86 | 4 14625 1509 89 | /14612 2.55

i S 14679 20925 99 J 14685 1527 97 S 14658 1.620
JEBEOUE | ND. L ND. V15901 4200

IR J 16785 0148 100 | N.D. |/ 16811  2.508
WaAEE 1 N.D. | S 17.024 1.419 9% 5 N.D.

ESEZL N.D. N.D. J 17940 169
FEAFIFM | ND. | ND. J 18609 2635
MPLBKEEE | N.D. ! ON.D. J 19099 3.015

f5EE | ND. N.D. vy 19.720 1.833

66
74

78
66
97
73
65

68
93
66
97
88
79
60
2

76
66
85
75

F: N.DFRRKGH

3. g

A R AE) LCMS-9050 BE R EEIEMRAT YTIEEEKAN, 45 (ZESY
QTOF BR¥BUEE) PEX 3 &S KFmAEYAMHITHSE. ERET: =05KERD
ATHRELL 16, 21 M 32 MEEY), FrEHREYIR MS1 Bfatb®E/ T £5ppm, “RIEERIFEM
ERNYIRT 54 ZARA USRI —5H#F, RETHEAINELRE, BE—ERNKMFEA
e, HEXARSZE,
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LCMS-9050 fRIEEN 17 FhEHLIEL

i B ASCEY T BEMRAEEIE-TIRAT YT B BN E SRS A R LTAREALIFZ (TNT. RDX.
HMX. PETN. CE. 2-Am-DNT. 4-Am-DNT. PYX. 2-HADNT. 4-HADNT. 1,2-DNG. 1,3-DNG. 3,5-
DNA. R-SALT. 4-NDPA. NTO. 4,4 -DNDPA)VIREMEE T E. AR BEVIFLIRIFLE YIS
RAKBNATERAR, APLD AR BENRILTIER AR, RIEKRABSMREEE
PR YIRS E U HITEM E BN, SREALT MAENVINFARIRHRAEC.1~ 10 ng/mLZiE],
P B E EAANAVRESEEANLE X R RYF, BREXARERZE (RSD) 41.6%~5.3%(n=6) H i8]
BN ERZE (RSD)A17%~8.5% (n=24)o NAZT7 AR B ERIRE. SRXYIBSRATH 17
MBENNVEAHITELEE Do

Xigin: HEYLE BVUFS BeXUREGIE-TRT VTERIE SRS

BMENIFHEE R 2N BT
FERABBRSFTILS, BTEER. BRIAE
AR R, BERAED FARIFBHITIEEE
o XY IBR A IR ERREB VAR D #H
TEBRILEMANREANERFER L — UL
EBEVWEAZBYRNL, ZXRABGCC-MSHA.
GC-MS/MS3E. LC-MS/ES. BENIFABIER
WA SER, BIFARBYIRL, BBIFHRISR
FORRIGERS T2 BB YDIE Rt — P BT, S0 J0 Y28 R

1. SCISERS
1.1 (%88

52 LCMS-9030 B RIA & IE TR X7 AT 8] Bai

PEEXE ;m—HmE, KELTE. EPOME
JBIER B E AT ERTINE ¢, WIS
MEXS, UL ENEREFHEREBIIIE
HIILHIER,

R ET BB RRAEEE- TR $TTaE]
FROERSERE. SRERE. sXUESTHE
BERMEAMCEFRR, B 717 MaillE
HREEMEET X, FlH R YBRAPLITHE
LRI I TE Ko

EEXAR(, BAEEN:

AR EHl2E @ CBM-20A S #l @ DGU-20A5R

W & 3R . LC-20ADXRx2 BohiFfEEs SIL-20AXR

T B # : CTO-20A B T{Eus  : LabSolutions Ver 5.96

1.2 3HR%FH

BIEGIEFRMS

& & # : Shim-pack Velox Biphenyl (100 mm x 2.1 mml.D., 2.7 um, &2 (&
&) RWBMBRARE, P/N:227-32015-03)

B A A0.05mM SR EKER; B-ZEEAR

pei A = S N VT =

B 40°C



Vi ® o 0.3mL/min O & BEE/K=11 (vv)
R A N BERR, BERBRERN 10%, BYERERTE 1T

=& 1. BERRNERER

(m?:)'a 257 iEHS &
0.50 g B Conc 10
8.50 £ B Conc 90
9.50 £t B Conc 90
10.00 £ B Conc 10

13.00 bl STOP

PR A

BFHExX  ESIH) MARSRE  © 500 °C
M|ERE - =X 10.0L/min # O R E :300°C
EM/E . AR 3.0L/min DL & E :150°C
TFEBSmE &= 10.0L/min B O B E : -4kv

3 8 & X MS!SCAN (m/z40-800). MS? DDA (m/z 40-800)

= 2. 17T MENIFHREXER

FS RSB S [EFR CAS & AT RO TE
1 HEHES HMX 2691-41-0 C4HsNgOs 296.04651
2 2RSS RDX 121-82-4 C3HeNgOs 222.03488
3 158 L CE 479-45-8 C7HsNsOs 287.01381
4 1o B TNT 118-96-7 C7HsN3Og 227.01783
5 2-EE46-“HEERER 2-Am-DNT 35572-78-2 CrH7N304 197.04366
6 4EE-D6- " HERE 4-Am-DNT 19406-51-0 CrH7N304 197.04366
7 IR HER Y hHER R PETN 78-11-5 CsHsN4O12 316.01387
8 T ERETHEMIE PYX 38082-89-2 C17H7N11O16 621.00722
9 BRERE46- _REERE 2-HADNT 59283-76-0 C7H7N30s 213.03857
10 A FREPR-26-“EERE 4-HADNT 59283-75-9 C7HN30s 213.03857
11 1,2-ZHEFA H A 1,2-DNG 621-65-8 C3HeN2O7 182.01750
12 1,3-ZREFA H A 1,3-DNG 623-87-0 C3HeN2O7 182.01750
13 35-THHERRE 3,5-DNA 618-87-1 CeHsN304 183.02801
14 K= HE=THE R-SALT 13980-04-6 C3HeNgO3 174.05014
15 PRHE TRRE 4-NDPA 836-30-6 C12H10N202 214.07423
16 B = IR NTO 932-64-9 CaHaN4O3 130.01269
17 4,4 - "B TR 4,4'-DNDPA 1821-27-8 C12HoN304 259.05931
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1.3 #amanibh i

oI EEEIYES « B HERE) 10uLEERRRL4 10 mg, hﬂ)ﬂDmLEFS BIERE IR, FAREREE 1000 {5
o 2PLD 2k B LakIZ0.22 um RFLIEERE ESR
R - SHEREAER, ﬁﬂﬁﬁﬂﬂm&m

REIREE R T2 g, —ERETEED, A2 mL AR

EERAT2 g, MEN oFiHES, A4 mUEERERMSIRET A, AEXioatRSHEREIEN);
«i@BEENRTS 10 min;

«E0, BLENAKE 50 "GEF, BINSRPITER, 13022 imEFLEE LS,

« AT FIEF bR E,

~ SRR, 7&3&&%&%@5@%&&%%@ WS, K8 50 CIFF, BIINERFEER, o
0.22 m FFLBEUSHH TR
< EHFRREK, ﬂﬁm% VR IEER L TS IR REUS EN ST

SIS ARG RUNEE N
AWE HROrEESFE Y - FAERERRGURE, AEURERERR L TR HRIES RS LS.

ZR5i1ie
2.1 EIEFHFAMRL
1) BIETRE:

520X Eb K A Shim-pack Velox Biphenyl (100 mm x 2.1 mml.D., 2.7 um )#lAccucoreaQ C18 ( 150
mmx 2.1 mml.D., 2.6 um )fEFP g, ERFKE, 17RERTEShimpack Velox Biphenylit ERIHDBEMR
EF1EAccucoreaQ C18%F FHIN BRER,

2) JmEhAERNERE:

Eb3R T BB KM BB/ KA R, ERRAZIE//KAERPEEMINE FHNEES, 1ENREAEZ
RAZBERIFRFEH, MBPRERFAT, EhEFARA R TREX BN EEARHesInGIfE
A, FEIARSKE XA/ KERIERREIE.

)& AERRVIERE

KR I 2 FRIZ SN E AR TR F N R PR EY, %i@ﬁﬂﬂﬁ%?ﬁ)ﬁlﬂﬁﬁ’\ﬁﬁfg, NEEB1TH BRI LI
SEMERBENED FEFIE, MRAKVIRIENE A, TERE0.05 mmol/LBYRIFRIFLLARIERE
R, 17T ENNFARIREE F BB WE LR .
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1.4 q |17
L | | 1: NTO 10: 4-Am-DNT
2: 1,3-DNG 11: INT
1 3: 1,2-DNG 12: CE
?0‘8 4: R-Salt 13: 4-NDPA
3 5: RDX 14: 4-HADNT
T 06 6: 2-HADNT 15: PEIN
< o4 + 7: HMX 16: PYX
53 8: 3,5-DNA 17: 4, 4-DNDPA
02| 9: 2-Am-DNT
LM
0 1 2 3 4 5 6 7 8 9 10

117 MENVEARREREFREIEE

2.2 BOMESIEERL

1.2 RDITEAE, 3T 17 MUBIEYDEITHIT—R/ MS. 4% MS/MS 133, 3R18 ESIER T o0
—RBUEE. 5~35V ohASHERE TR "R BEE, A LabSolutions insight BFFHITRIEEE L. =70
WRIEEWET 17 MENEANLEYEIR. FEE. 2FX. BieHTFE. CAS S, siAEF. 8l
HET m/z M- RFEEEE .

7= 3. 17T MENIFAHREER

me - 1%%’5??@ — BN TE TN FE 1RE BARETL EBARET?2
(min) (m/2) (m/z) (ppm) (m/z) (m/z)

1 HMX 5.34 [M+35Cl] 331.01591 331.01627 1.09 182.9928 147.0161
2 RDX 4.89 [M+35Cl] 257.00428 257.00405 -0.89 248.9729 45.99284
3 CE 7.20 [M+35Cl] 321.98321 321.98387 2.05 245.9927 181.0251
4 TNT 6.97 [M+3Cl]-  226.01056 226.01016 -1.77 197.0053 45.99292
5 2-Am-DNT 5.88 [M+35Cl] 232.01306 232.01268 -1.64 227.0917 196.0366
6 4-Am-DNT 6.19 [M+35Cl] 232.01306 232.01352 1.98 227.0909 196.0369
7 PETN 7.54 [M+35Cl] 350.98327 350.98311 -0.46 108.9891 61.98824
8 PYX 7.71 [M-H] 619.99995 619.99906 -1.44 572.9997 497.0091
9 2-HADNT 5.12 [M-H] 212.03129 212.03127 -0.09 194.0209 167.0101
10 4-HADNT 7.40 [M-H] 212.03129 212.03102 -1.27 182.0348 165.031
11 1,2-DNG 3.54 [M+35Cl] 216.9869 216.98742 2.4 61.98803
12 1,3-DNG 3.32 [M+35Cl] 216.9869 216.98721 143 61.98803
13 3,5-DNA 5.41 [M+3Cl- 217.99741 217.99701 -1.83 153.0305 45.99291
14 R-SALT 3.71 [M+35C[] 209.01954 209.01900 -2.58 197.8086 162.8396
15 4-NDPA 7.38 [M-H] 213.06695 213.06664 -1.45 183.0691 45.99329
16 NTO 0.65 [M-H] 129.00541 129.00495 -3.57 55.01708
17 44-DNDPA 817 [M-H]- 258.05203 258.0519 -0.5 198.0562 4599324
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2.3 EtESh

ERBEI BT — RIS RRERE DT, BHIMRMEMEERPIRE. ARGt
TZRERBFERHITHRIE, LHA—FS IR EY), BIERER SANCO/12571/2013 RN, ASRH
HBUE TOF #HITHILEY, EDJEMMHILEF, —MEDFBEFNEL—THEARET, B—LRER
E1E 5ppm Z2W. RBUESH—RIERMEBIRE. “RUERH BFIEENBEMEZE, £51RNET
mEEERE B SYIHITEE 2. Labsolutions Insight Explore B aIiRIBIL&MITIR, BID
HITIBERER, AAESIIFRE,
2.4 ZiteHE

12 PR REHHITNE, UESEMYIRENELYE, BAYED FBFIEERAMNSLAT, LI
OELHIRUERZ. UL 3 EEMREL(S/N) ITER LSRR EIR, 17 MUEYIRI HIR(LOD)SEEN
0.1~10.0 ng/mL, ZMFIRFSHIK 4,

&4 1T HENIFANGEZFER

Fs # R ZMeE (ng/ml) ERSERS R (ng/mL)
1 HMX 5~500 0.995 0.2
2 RDX 5~500 0.989 0.5
3 CE 20~500 0.992 5
4 TNT 20~500 0.999 5
5 2-Am-DNT 20~500 0.989 5
6 4-Am-DNT 20~500 0.996 5
7 PETN 50~500 0.989 10
8 PYX 5~500 0.979 0.2
9 2-HADNT 50~500 0.995 10
10 4-HADNT 20~500 0.994 5
11 1,2-DNG 50~500 0.988 10
12 1,3-DNG 50~500 0.999 10
13 3,5-DNA 20~500 0.990 5
14 R-SALT 20~500 0.990 5
15 4-NDPA 20~500 0.994 5
16 NTO 50~500 0.988 10
17 4,4'-DNDPA 5~500 0.993 0.1

2.5 FFEEXR

B 12 PR IEAHITNE, R 17 MERYR. B (0. 100, 500 ng/mL) = MNRER T
om, SREFIREKTHN 6 MEARTON, SMERESHF 3 R, EL 4 X, RESERED
FEFIEREMRENTTERE (RSD%)IHEBAMBEREEE, B ENERKBEREELS/NT 10%., 4
SRYNEKR 5 Ffiio
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#& 5.

AREEH R A B R

52 AAAEEE (n=6h) IEER RSD% § RIEEEE (n=24h) IEEFR RSD%
=] 1 20 ng/mL 100 ng/mL 500 ng/mL 20 ng/mL 100 ng/mL 500 ng/mL
1 HMX 32 2.4 2.7 L 38 38 4.0
2 RDX 45 22 33 L 25 2.9 6.1
3 CE 39 44 44 L 32 5.0 6.9
4 TNT 33 52 44 11T 7 49
5 2-Am-DNT 31 5.0 24 38 44 54
6 4-Am-DNT 2.9 4.2 3.6 35 5.1 6.3
7 PETN 39 2.9 1.9 AN ¢ 38 5.1
8 PYX 16 5.3 3.1 L 23 7.9 5.7
9 2-HADNT 2.0 2.7 3.0 L 34 36 42
10 4-HADNT 22 5.2 27 1 52 6.1 39
11 1,2-DNG 43 2.4 2.9 L 52 34 7.1
12 1,3-DNG 2.7 2.2 25 L 34 6.3 8.5
13 3,5-DNA 22 22 35 L2 37 39
14 R-SALT 47 45 3.0 57 6.7 48
15 4-NDPA 3.8 1.7 2.8 P29 37 7.1
16 NTO 2.2 16 2.5 4.3 5.5 6.1
17 44"-DNDPA 18 22 42 i 52 36 5.1
. &ie

KAFEILTIRREE 17 MENIFLHLCMS-Q-TOF MESHIERZE, XOREhBAMREE &4
EREHTIL, ARIYERERLT MENVFARNREERFENEE. AT ERREN. EHE

=, EYHEHBENENFE

ARIR TS

EXHAABEIENAR,
FHRK, WER, A

TRABIESE XM

&. UPLC-Q-TOF/MS 1RIR
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