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Capillary electrophoresis, CE
FEEE:

[ BAEXAHHEIK (CE)
BRI EHE 1% (MECCE{MEKC)
EHERRBEIK (CGE)
EMEFHEHIK (CITP)
EHESHREBRIK (CIEF)
FEHEBREIE (CEC)
Mt BHEBEK (MEC)

. BAHERESIBIK (CAE)

MR mR mR mﬂi
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UPLC——Z:T/MNIthiE R K AH B BoR
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DUARER R K Ee e
Hyphenated 1 echniques in Chromatography

HPLC-NMR

=
=
N
2
=
7

UPLC-MS

— CE-MS
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XSRS MA

< Quadrapole
3 v sqme = Time of Flight
= 55 %50 Bt = Fourier Transform
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e #4 183
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R S

LC Inlet

Electrospray lonization -

ESI| Needle

Overview Mode

The ESI process

[4] DDO
dry gas and/or heat g. o
{_-) OD
op OO 82
< =
satriple solution %%(80 %g:‘%w
oo {} . 60‘12
TAO0nV o .ﬁog °°€;
O .::} %o
C!' T oa oo
dry gas andfor heat m@f’g% o
o

atmospheric pressm‘e

-

-

mass analyser

vacimun
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Electrospray lonization - Overview Mode
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Atmospheric Pressure Chemical lonization
- Overview Mode
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Atmospheric Pressure Chemical lonization
- Overview Mode
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pulsed laser light

30,000V T or IE.

1ons desorption

satnple 15 co-crystallised with
the matriz on a target plate
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BTroa5iles

Detector

resonant ion

|
| dc and ac voltages
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$e2 BTy y 4 = 8 gE m o gEw i-D

S

ESI MS-1 Collision MS-2 Detector
cell
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* Chlroamphenicol (FEZR, CAP) BEE
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(1) Chlroamphenicol (FEXR, CAP) BEEE

CllHIZCIZNZOS

FMW=323.13

[335]] BiBERPIER
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m/z 152
m/z 321
o
NN
OH
H
m/z 194
H Cl
. N
S
/z 321 H O
m/z ON
m/z 257
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CAP SRM Result: CAP
Q1 peak width = 0.7 Da

mon C

Standard

CAP

RT: 2.83 NL:
AA: 60868 1.82E4
SN: 1580 TCF: Ms
1003 icis
] 122103
807
60
o]
s
0: 0.17__0.32 047 0.64 0.80 1.03 1.23 1.40 1.53 173 1.88 2.06 220 234 247 264 3.11 325 3.43 3.56 384 417 _4.31 452 4.65 4.87
RT: 2.83 NL
3 2 1 _> 1 52 AA: 23577 7.07E3
100 SN: 1669 ase Peak
: eak Area Counts =
] . 51.50-
o 807 152.50 F
s 1 MS ICIS
B 1221003
E 60
5 60
< 7
2 40
s 7
3
2 1
207
ol_011 031 046 068 083 103 124 140 153 169  1.69 213 237 254 320 339 357 379 397 421 442 45 4.90
RT: 2.83 NL.
321'>194 AA: 13035 4.48E3
100 SN: 1644 Base Peak
] | m/z=
] 193.50-
80 194.50 F:
] | MS ICIS
| 1221CO0:
60 ‘\ \ 3
] |
40] / \
20 j
0 RT: 2.83 NL:
AA: 24218 6.77E3
- 321->257
— m/z=
] 256.50-
80 257.50 F:
] MS ICIS
60 1221C03
w
20
] - 325 3.84
4 017 032 o054 080 103 423 140 183 173 188 206 220 247 264 311 3.43 3.56 417 431443 459 476
B B e R e e LB a e B e o e e e T L B e e e e e IR
00 02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48
Time (min)
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CAP SRM Result: Kidney Blank

men IC

NL:
100 5.30E4
] TCF:
MS
8] 1221D05
607
407
207
ol 018 036 0.51  0.69 3.78 4.06 432 445 4.60 472 4.87
NL:
3 321->152 1.79E3
7 Base Peak
7] miz=
» 21 151.50-
g 1 152,50 F:
€ 6o 'S
577 1221D05
2 ]
< ]
Z 40
7 407
¢ ]
20
1 4.32
] 1.03
o 022 042 066 081 093 /\_ 118 360 382 397 416\ 46 472 487
NL:
100
1321->194
b Base Peak
m/z=
BOi 193.50-
1 194.50 F
E 2.29
60| (I Ms
] | \‘ I 1221D05
] | N
|1 2.39
w] 20 ||| |15
] \ ‘\‘ |
] N
20| N
1 | I \\“\ S 3.67 4.01 30
1 ~J \ Vi 345\ 3. g A
010 oa 069 082 004 112 \ NVRN N A T 420432\ 481 a2
1.28 NL:
1007 5.27E4
1321->257
80 m/z=
] 256.50-
1 257.50 F
60| ms
B 1221D05
40
20
4 3,07
] 018 036 051 069 349 362 378 4.06 421 4.37 4.60 4.83
O e e L I e e L e o e e e L B e B T I B o B e T I B e e B e e e B A B B
0.0 0.2 04 06 08 1.0 1.2 1.4 1.6 1.8 2,0 22 24 26 28 3.0 32 34 36 38 4.0 42 44 4.6 4.8
Time (min)

Ak24 8K

PEQPLE'S MEDICAL PUBLISHING HOUSE




CAP SRM Result: Kidney Spiked (0.5ng/g)

mon C

NL:

4.68E4
TICF: MS
1221D08

NL:
3.47E3
Base Peak

1221D08

NL:
2.26E3
Base Peak

MS 1221D08

NL:

4.63E4

Base Peak

m/z=

256.50-
57.50 F:

MS 1221D08

1007
a0
60
a0
207]
0: 013 028 046 058 077 334 348 362 378
RT: 2.88
321->152
100 SN: 30Rws
o 807 \
[
§ 7
€ 60
5 607
< 7
2 40
5 7
S
g 7
20 3.34
] 3.19 48
o 0.19 043 0.55 0.69 0.87 1.12 .71
RT: 2.88
321->194
1001 SN: 17rws
807
60
a0
20 1.08 166 188
1 A VB e ) [L197 226
o013 0.33 055 0.72 095 /| AV AN SN AWAA\N NN .03 3.20  3.37 365 3.82
vy 321->257
80
607]
a0
20
1 013 028 o046 058 o077 362 378 39
e R e e S B e e T T A B S am i B e o o e e e e e e o
00 02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38
Time (min)
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CAP H-SRM Result: CAP Standard

Q1 peak width = (0.2 Da
v TIC

RT: 2.89 NL:
AA: 16306 5.46E3
SN: 1762avs TICF: MS
1003 icIs
] 1221611
807
60
w
207]
0: 022 035 055 077 101 145 132 151 06178 2.03 215 230, 244 261 2.73 3.08 331 346 368  3.86 399 420 4.32 444 459 472  4.89
RT: 2.89 N
321_>152 AA: 7313 249E3
1004 SN: 24498Rr\y Base Peak
] miz=
] 151.50-
» 80 152.50 F
s 1 MS ICIS
B 1221G11
E 60
5 607
< 7
2 40
s 7
S
g 7
207
od_015 036040 069 088 107 133 1.53 176 1.93 2.06 220 236 256 2.69 308 330 342 367 385 398 4.12 438 450 4.83
RT: 2.91 NL.
32 1 ->1 94 AA: 1841 7.50E2
100 SN: 273aws Base Peak
] [\ miz=
] ‘ 193.50-
80| I 194.50 F;
] “ MS ICIS
| 1221G11
60| ‘
40 ‘ ‘
| J \\
20|
] [
0 RT: 2.89 NL:
AA: 7129 2.46E3
321->257
, m/z=
] 256.50-
80 257.50 F:
] MS ICIs
6] 1221611
a0
20
] 1.66 178
o 922 936 055 077 101 115 132 151 N AL 2.03 230 244 261 307 331 346 368 386 400 420 432 446 4.59 472 487
L e e e L A o e e B B B H e e e o ety S s o
00 02 04 06 08 10 12 14 16 1.8 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48
Time (min)
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CAP H-SRM Result: Kidney Blank

oo X 1C

NL:
100 2.08E3
4 TICF:
] Ms
a0 1221G04
60
40
207 2.85
] 3.22
o1 92 082 07 ogs )1 S mr o~y g T . No/\ 338 35 360 386 411 432 444 464 477 489
wlsr 1.52 NL:
1321->152
] Base Peak
m/z=
» 151.50-
g 1 152.50 F:
2 60 Ms
3 7 1221G04
2 ]
T 3]
£ 404
% 4]
€ ]
20
B 4.32
B 0.19 373 385 4.01 415
- NL
100i 2.70E1
1321194
807 | miz=
] ‘ 193.50-
] ‘ 3.86 194.50 F:
60 | h MS
] 273 292 I 1ezicos
1 0.22 ‘ 288 o) | I
40 i ‘ | 4 246 | [— ““ |
] \ \ 20 2.06 L A I\
1 I\ 099 || 4a | \ 235 M Yo [
\ N \ 2 I\ . A ANAYA! .37
2] onal\__os oer om0 N\ 2] ez f T WU a0 32 3 sse azs |\ a0e N 4 am
130 NL:
1007 2,063
b Base Peak
] miz=
807 256.50-
] -> 257.50 F:
60| Ms
] 1221G04
40
20
4 o011 029 052 073 086 350 369 3.86 411 423 441 462 4.89
[ o e e e L o . o e e e e o s s L e e e e e e L e s s R B LI e e e e e
00 02 0.4 06 08 1.0 1.2 14 1.6 18 20 22 24 26 2.8 3.0 32 34 36 38 40 42 44 46 48
Time (min)
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CAP H-SRM Result

Kidney Spiked (0.5ng/g)

RT: 0.00 - 5.00
NL:
MA: 7799 2.45E3
100 1.30 SN: 2384 TICF: MS
1 1221G07
80
3 TIC
40-]
20
o: 0.09 0.31 0.57 0.81 314 3.29 341 355 3.68 3.96  4.13 4.26 4.49 470  4.89
RT: 2.85 NL:
AA: 2757 8.97E2
100 SN: 274rRMs Base Peak
i m/z=
1 151.50-
© 80 152.50 F:
5 ] MS ICIS
S 1 1221G07
321->152
<
2 40
&8 7
£ 0] 1.46 2P
1 129 1.65 1.92
ol_014 030 0.53 0.67 0.80 098 1.11 1.77 224 240 264 309 329 3.55 378 396 413 433 449 4.70 4.93
RT: 2.85 NL:
AA: 1107 3.82E2
100 SN: 240rvMs Base Peak
- /\ m/z=
1 | 193.50-
80| 321_ 194 194.50 F:
1 > \‘ MS ICIS
6] / | 1221G07
40-] ‘\
b 1.56
207 I\
] 138 || 166 219 236 4.89
o 0.16 0.39 0.53 0.67 0.79 1'93,31\7 Y NN \L/‘ 186 204 7T TR 260 272 3.10 3.33 349 3.64 3.86 3.99 413 426 443 460 478 h,
NL:
2.39E3
100 Base Peak
- m/z=
L 321257
80 257.50 F:
] RT: 2.86 MS 1221G07
g MA: 3554
607 SN: 1
40
20
L e e e L s e B e s B B s B B sy B By s B B B B B LA Ly B O I I O I O Y I B
0.0 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4 26 2.8 3.0 3.2 3.4 3.6 3.8 4.0 4.2 4.4 46 4.8
Time (min)
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(2) BEHAEYRHPLC-MSELR X ¢

o HEHEYY /NN E M Buxus microphlla Sieb. et. Zucc. var.
sinica Rehd.et Wils /&8 BA B 9O LS B 16T 15 1
KRB EDR, TESHERBED. AEBDMIA
SR E R CF RS -

@Amwﬁm

PEQPLE'S MEDICAL PUBLISHING HOUSE



<00 —

200 —

200 —

100 —

| mi

=AY HPLC-ELSD i &

&,

Gk

& i%H:: Lichrospher SiO,
(250mm X 4.6mm, 5 pm)
WahE: TS RRIE-FEE-ZA5-20K
(32:50:13:3)
ViE: 1ml/min
MR : 30°C
ELSDZ#: EBEIRE70°C
FHSE (N
WiiE: 1.5 L/min
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HRYEEMEDNH REWWEENESR

W | AR g1 4 g4 BSE R4
VED PWE PWE YRS VRS DL
EE% B% E% E% E% TE%

1 86.85  3.57 8.09 0.79 092  13.37

2 87.08  3.84 8.54 0.80 098  14.15

3 85.83  3.46 8.82 0.81 0.95  14.03

4 85.70  3.54 8.76 0.87 093  14.10

5 85.05  3.52 8.64 0.74 0.85  13.75

6 84.84  3.74 9.03 0.79 0.97  14.53

Mean | 85.89  3.61 8.65 0.80 093  13.99

RSD% | 1.07 3.65 3.38 4.62 4.63 2.8
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W 4E 9 B D R A KAV 5]
- JRIE&KM

> BBEE AL IEE Rl

> I B R 5000V

> ZALSE35psi

> EBhSR E J15psi

> BAEIE E350°C

> WS ESEJ11.5mTorr
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RN 25

> i Lichrospher SiO, (250mm X4.6mm, 5pm)
(32:50:13:3)

> WBIH:

)

—

SUIRIE- B2 25 -20K

> WiE: 1ml/min
> FiE: 30°C
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Relative Abundance

100+
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CH, CH\3
\N /N
chh o
Cyclobuxomicreine K Cyclobuxosuffrine K

N en,

Buxenone M Cyclobuxoviridine B

RN R TRXEDR - 2004 ha
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Felative Abundance

[M+H]*= 431

431.28

—

=

[}
|

[in]
[mm]

oo
=

=
[mm]

o
[}

h
[

N
[}

432.28

()
[}

(]
(]}

413.26

—
[}

389.21 41429 |433 25

31915 32620 50454 370.20 45073 47734 49324

o)

300 320 340 360 380 400 420 440 460 4an anc
miz

2 B} B J5i iy bb

R elative Abundance

g

o
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[=x)
=)

-1
=

[=r)
[

(4]
=

=
(o)

XX ]
]

[ i)
[

s
=

[}

20313

8594

4 6904
1 133.08
N 11859 | 15852
g 5320 J
] | | |.| Gl

T | T T | T LI}

50 100

150 200
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250 300 350 400 430
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Cyclomicrophylline B
_CH,

Cyclobuxoxazine C Cyclomicrophylline C

] HE k2 E’Jﬁﬁ?ﬁ%i%ﬁﬁ

PEQPLE'S MEDICAL PUBLISHING HOUSE



R elative Abundance

100

-4 o0 w
[ [} =

o
=

iy (=] [au] £
= [} =) =

o
[}
PRI T T T T N S S T TR U N T O T [N N U M [ O
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[M+H]*= 415

41528

416,28

S8 337 15 38015 38219 40822 (42120

452 27 47030 48335
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340
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CH3\

N
~
3

CH

Cycloprotobuxine A Cyclokreanine B o
2

.-NH—CH, -~ NCH,

Ci:lz

OH
Cyclovirobuxeine B 16-deoxybuxidienine C

RN HATHREIE
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Relative Lbundance
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Relative Abundance
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Buxocyclamine A Cyclobuxine B

THNMSHER XD
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Relative Abundance

[M+H]*= 387
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Relative Ahundance

[M+H]*= 403
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Relative Abundance
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Felative Abundance
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R elative Abundance
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90%
sué
?Dé
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sué
40;
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58.00
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10699
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224339
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344 012

32589
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™
1
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miz

-
230 300
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400
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R elative Ahundance

[M+H]*= 389

100+ 38927

gu_f
au-f
m—f
au—f
50—5
40-3
30—5 390.27
20]

] 403.28

419,23
| |4._2.|3.2a
| ST | TR
T T | T T

31915 33220 2 ¥8E22 3ETIS | 45327 47505 49326
N [TT PPN PRSP 1P TPATITTT [AFPUWARTIL OTRIO [ | PR P L A L
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

| [ 1
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miz
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R elative Abhundance

] 55E

a0 70.04

a0

107.00

100

144.93

1:30
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33311

ST
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Jag14

| |30

400
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Relgtive Abundance

hI

70,04

107.00

—-

14495

173.00
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200

- H20
- NH2CH3
35811
3894
34011
253.08
e o 30904
371.11
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CH, m/z=340

m/z=358

- NH,CH,

@ Ab‘nﬁ*&ﬁﬁﬁ.aﬁ

PEQPLE'S MEDICAL PUBLISHING HOUSE



HPLC-ELSDEEY TA REVRIHE R

tr [M+H]+  FEEAFET

ar ek
(min) (m/z) (m/z) A BR A= VD44 R
3.92 370 339, 325, 283, Cyclobuxomicreine K, Cyclobuxosuffrine K,
' 135, 70, 58 Buxenone M, Cyclobuxoviridine B
4.03 431 413, 382, 323, Buxazidine B, Cyclomicrophylline B,
. 86, 70, 58 Cyclobuxoxazine C, Cyclomicrophylline C
5.35 415 384, 84, 58 Cycloprotobuxine A, Cyclokreanine B,

Cyclovirobuxeine B, 16-deoxybuxidienine C

399, 386, 368,

5.92 417 84, 58 Cylcyclovirobuxine C
6.11 401 370, 352, 326, Cycloprotobuxine C, Buxaminol E,
) 171, S8 Buxocyclamine A, Cyclobuxine B
369, 356, 338, .
7.03 387 171, 58 Cyclobuxine D
385, 372, 354, . .
7.63 403 70, 58 Cyclovirobuxine D
357, 344, 326, \
8.28 375 RE HFRERIRIE
309, S8
9.77 389 371;3353(’) 3‘5‘3’ A] fE A Cyclobuxine DXV ISR R =)

(= Ak24 :

PEQPLE’S MEDICAL PUBLISHING HOUSE



(3) HFRFIILHEHE AL RB) 125 5
/

AN
N cooH
sReede
LN/> N

FHEBRAFLEEIE  (Rizatriptan Benzoate)
MW: 391.47 ﬁ?ﬁ: C15H1905'C7H602

5-HT 32 44 FH W 71l

= AK2L A BB
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ZEIEM

o RIBOR I LB BE R J5 48 RS-HT g 324k, WZEILE, FEK

PR PN L6

HEME;

o+ RIB= XA AT RALS-HT, 3248, 8715404258 51 BT
I AR AR O o0 22 JR A SORE SR N ISR SME 5

o PFHIEIME

AREIRETRC, AEIIE 421

I FF A 22 RAE s
o JRIET5-HT,5B5-HT, ) 324k, il =X 2%
o JR/D B K ML
« B MAGERE, 0 ML E .

=4k, BT U ZE A

2 Akt s B
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SENE
- BVZEHFBRAFLHEIHEMLR. REKEKLC-MS/MS

W e 5%
o ZKFERAFL ih A 43 B AR B AT AR M UM A S

o X FERFFL S E F R N ARSI R
> BFE (5. 10, 15mg)
> ZIRGZH (10 mg)

> 7

2A (10 mg)

= AKZL SR B
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LC-MS/MSll| 5 FiER L

o SR LC-MS/MS
. JRIEEMHRAL m/z 270—m/z 158
- BRI
> ik Phenomenx PFP
> ZIMEIE R 1%VKESER, 0.2 %BH PR E
I 2% b 3 5 %
> YRR

. BEyw S OUWEE
e R T

= AK24 4K &
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038 2544

« WMIHHA: BEEEREZEME (1%IKEERR, 2%BEER%:; pH
3.5)

o WMBIAB: HEE (0.1%FER)

o BEEESAETFE: 0min (B50%) —1.0 min (B95%)

—4.5min (B95%) —4.6 min (B50%) —6.5 min (
B50% )

100 - N _
90 -
80 |
70 -
60
50 4 L 2 2 4
40

7 (min)

MeCH29
- N W
oS O O

= AK2L S &
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= HEH S

1)/

&

RT: 0.00 - 6.50
100 NL:
] 1.00E5
80— TICF:+c
g o7 sid=-12.00 SRM
g ms2
2 60— 263.90@-20.00 [
3 57.99-58.00] MS
< | wash
2 40—
© 7
(0] _
x 20i
108* NL:
] 1.00E3
2 TICF:+c
80 sid=-12.00 SRM
7 ms2
60— 269.90@-20.00 [
7 158.10] MS wash
40
20—
. ML\/UUWM“’
0 [ I I \ I I I \ I I I \
2 4

Time (min)

6

PALE ) 2 3 IR 1

/4

RT: 0.00 - 6.50
100+ NL: 1.00E5
| TICF:+c
. sid=-12.00 SRM
8 80— ms2
S 7 263.90@-20.00 [
T 6o 57.99-58.00] MS
3 A M-Cline-4-01
< i
2 40
© i
[0} _|
b 20i
1085 NL: 1.00E3
] TICF:+c
. sid=-12.00 SRM
80— ms2
7 269.90@-20.00 [
60— 158.10] MS
7 M-Cline-4-01
40—
20—
07 \ me

Time (min)

. AK2L R BB
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JR & %A

« BFRENFGTH: ESI* SRM

o RN : FFL#HEIE m/z269.9—-158.1
%% m/z 263.9—58.0

o BFOHE: 5000V

- ZHSRIE: 35psi

- FBNSHET): Spsi

- BAEEE: 350°C

« WHESESES: 1.3mTorr

- REEEREE: 20eV

= AK2ZLA BB
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g & AF AL

LZQPT #2385 RT:20.83 AV: 1 NL: 1.95E5
T: + ¢ sid=-8.00 Q3MS [ 170.00-350.00]

100+
90
80~
70
60—
50
40-
30

187.02

Relative Abundance

20—
10—
O ‘H\H\H‘ ‘ ‘\

228.01

20597 222.04
HH‘ \\ \\‘H

182.08

241.02

247.05

26224
M \HMHH\‘M m

274.25
286.14

340.23
318.24

301.03

288.09 || 312.25| 32817
“ “\H“ MHM‘M \Mu“m‘m‘m \H\m\\ HH‘ H

346.26

180 200 220

240

260
m/z

1L
280 300 300 340

AL EHLC-MSHRIEHFME (m/z=270)

@- Ak2dd BB
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LZQPT #2994 RT: 26.34 AV: 1 NL: 3.60E5
T: + ¢ sid=-8.00 Full ms2 270.00@-25.00 [ 50.00-350.00]

100 185
90-
80—
70~
60—
50~
40—

Relative Abundance

30~

20—
10

A
~
N
o
o

58.10 155.92 201.08

314.94 332.51
1

0

50.24 90.86 12094 | ||
[ I I I ‘ I I I I ‘ I

50 100 150 200
m/z

|
300 350

AL EIHLC-MS/MSRIEFEE (m/z=158)

PEQPLE'S MEDICAL PUBLISHING HOUSE

%AM*&MM



|6j> N
I\{/N, \w44 o i m
L\ﬁ/ N _ N

m/z 270 m/z 158

FFL - 3H R 3 AR m/z 270—m/z 158
(RtEREE: 20ev)

= AK2ZLA BB
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i R i

o %M (0.1%HCOOH, wv; 0.2%BERS%E, w/iv; pH3.0)
( Intersil-ODS Cyq

Lichrospher-C,g

g g { Zorbak-ODS C,

Lichrospher-CN

\ Phenomenx Curosil-PFP

KHPFP (figz%E) , HmiREES, EE R,
A DU ZKAE B BB B & 2

= AKZL SR B

U PEQPLE'S MEDICAL PUBLISHING HOUSE



g @ K= (50 : 50)

BRIRE | 0.1%
(W/V) \0.2%

0.1% HAC
¢ 0.2% HAC
0.5% HAC
. 1.0% HAC

[ 0.05%

i

[ 0.1% HCOOH

0.2% (wh) BEEREE

A

52—

iU R, R

EERIE .

1%HAC/KFHpHAN3.5, HH

REART A1 &3E, BRI,

= AKZLR R &
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I 3% b2 5 35

waER W LT b

LIRZBE  1IMNaOH 100 71.8 {3 MR AHETH
2. Bk IMNaOH 100 70.9 25 [ 1 42 RE T T34

=& Fff  IMNaOH 100 45.9 T4

—&Hf  IMNaOH 100 58.4 = [ 14 F 3

B THBE IMNaOH 100 89.9  ZEMEEHETH

R THEBE 0.IMNaOH 50 76.8 TF

R THEBE 0.IMNaOH 100 70.8 = [ 14 Tk

B THBE 0.IMNaOH 200 75 TF4t

M THEBE  IMNaOH 50 88.2 TEF

B T2EE IMNaOH 200 92.4 T

T T 2R R 50 88.5 T

T T 2R RZIK 100 83.8 Vo 0

TF | 2Rt REK 200 81.7 TF#

2 R 3L, b 7 3H 1 S SR BN 2% A 1A B

= AKZLR B A
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YK EiH  (Zolmitriptan)
MW: 287 %?ﬁ: C16H21N302

= AK2ZLO R E
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OCHs3
HO

HCI
N
PN
HsC CHs

tHhh L% (Tramadol hydrochloric)
MW: 299.8 ﬁ?ﬁ: C16H25N02

(“ Ak24L 8B &
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tmd #176 RT: 3.03 AV: 1 SB: 81 0.55-1.93 NL: 2.03E6
T: + ¢ sid=-10.00 Q3MS [ 50.00-350.00]

100
90—
80~
70-
60~
50—
40-
30—

Relative Abundance

20; 157.99

= 125.99
103 60.05
\

165.98
90.92 116.94 ‘
I R I R R

190.98 21%-97
I |

288.93  320.26
| ‘H 30%.06 ‘ 348.89
il L

[

256.18
[
\

0 —
50

100

200
m/z

[ 1 ! |
250 300 350

5L LC-MSHiEH#E (m/z=264)
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tmd #3619-4202 RT: 14.32-16.85 AV: 565 NL: 9.20E5
T: + ¢ sid=-12.00 Full ms2 263.90@-25.00 [ 30.00-350.00]

100, —L2-
90-
80~
70~
60~
50~
40~
30~

Relative Abundance

20~

10~
o 55986693  99.17 12096 159.02 20330 218.90 263.86 301.11 316.23 341.37
\ 1 —— | T T T T T ]

50 100 150 200 250 300 350
m/z

f 2 LC-MS/MSHHiEHHE (m/z=58)
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H3C H - 1+

\ D OCHs; HaC
/\I > N_CH3
Hs;C 206 /
| H3C _
m/z 264 m/z 58

i 5% i 2442 E m/z 264 2m/z 58

= AKZLR R &
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HIRG Y
« RREBRRORCEFRAILEEEA G, PRI
FHK Copax MAUCH IR ERIE LR KR

60 - 200
" y = 3.313%x - 0.3037 V= 12.508x - 14. 841
L 7 _
R = 0.9328 ~"* 150 | R = 0.9875
40 -
30 =100 |
20 -
¢ 50
10 -
O | | | | O
0 5 10 15 20 0 5 10 15 20
dose (mg) dose (mg)
Cnax —Dose AUC—Dose
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BE

45 r
40 r
3b r
30 r
28
20 ré A
la
10 r

WE (ng/ml)

—a— Smg
—o— 10mg

—— 15 mg

6 8 10 12 14
i 1] (h)

2 BN E DR o 57 )5 -1 23 1 259 B - 8] i 4%

= Ak2AY R B

PEQPLE'S MEDICAL PUBLISHING HOUSE



12 R HHE R (%)

18

16 -

14 +

12 -

10

—o— 10 mg
—A— 15 mg
1
4 6 8 10 12 14

18] (h)

ZREHEFNEORIKPEFEEH
T2 B IR HEwt & -B 18] B 28
@- Abk2da b
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5 s @
E
™~
o
£ LT
g
P
= s S
O | | | |
0 1 2 = 1 5 6 7

ff 1R (d)

ZRE L IKIRE E 3~ 6 R I T4 I ML 25 ¥k B - ) ) il 2%
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0 0 4 6 8 10 12 14
i) 18] Ch)

ZAE B IR O IRATRE G KT 2T 2o i 2%
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HANFIE AR S5HF R

Overview of Electrospray lonization
using an lon Trap Mass Spectrometer

ION TRAPPING

Mass Spectrum
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Overview of Electrospray lonization
using an lon Trap Mass Spectrometer

DETECTION

Mass Spectrum

(= AK24 S &

\__/ PEOPLE'S MEDICAL PUBLISHING HOUSE



Thank you very much!
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