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FLETRIPTAN DIMER CHP (1641) 160 A.R.NO: 5-
DMS0-db
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APL -RESEARCH CENTRE

Current Data Parameters

NAME cnp-1641-160
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101101
Time g9.35
INSTRUM dpx 300
PROBHD 5 mm RB0O BB-
PULPROG 2930

T0 32763

RG 203.7
SOLVENT OMSO

NS 16

AQ 1.8218508 sec
On : 55.600 use
0E 6.00 use
01t 2.00000000 sec
P1 6.75 use
PL1 -6.00 a8
SFO1 300.1315006 MHz
AEESSABNBBEN CHANN&L fq ===
NUC1 1h

F2 - Processing. parameters
SI 32768

SF 300.1299883 MH2
WONW EM

LB 5.30 Hz
GB 0

1D NMR plot parameters

Ccx 20.50 cm
FiP 11.634 ppm

F2P -0.351 ppm




PENDANT-NMR of ELETRIPTAN DIMER CHP (1641) 160 A.R.NO: 5-01011
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ample Comment: B.NO:CHP(1641)160
sample Name: ELETRIPTAN DIMER

APL RESEARCH CENTRE
Acq. File: NOV_02_CHP(1641)160_P_F_M.wiff

Analyst Version: 1.4.2
ANALYTICAL RESEA{CH DEPARTMENT

Aeq. Time: 11:33
Acq. Date: Tuesday, November 02, 2010

Max. 2.9e6 cps

W +Q1: 0.568 to 1.070 min from Sample 1 (ELETRIPTAN'DIMER) of N
381.4

-

2.8e6 -
2.6e6 1
2.406
2.266;
2.0e6
1.866:

1.6e6

1.466

lhtensity, cps

1.266

1.0e6 -

8.0e5 -

6.0e5

4.0e5

2.0e5 4 :
il

OV_02_CHP(1641)1 60_P_F_M.wiff (Turbo Spray). Subtracte...
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Perlod/Expt.: Period 1. Experiment |
Sean Mode: Profile
Pelarity/Scan Type: Positive Q1 MS
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Date: Monday. May 23. 2011 APL RESEARCH CENTRE ARE_018
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4000.0 3600 3200 - 2800 2400 2000 1800 1600 1400 1200 - 1000 800 650.0
. cm-1
Status (euéﬂWTAN DIMER ELETRIPTAN DIMER-1&2-CHP(1641)160.pk
ELETRIPTAN DIMER-1&2-CHP(1641)160.002 3351 4000.00 650.00 10.00 99.86 4.00 %T 8 1.00

Filename: ELETRIPTAN DIMER-1&4&2-CHF(1641)160.002

Date Created:  Monday, May 23,2011 11:03 AM India Standard Time : B.NO.: CHP(1641)160

Analyst: Administrator . REF 4000 99.569 2000 97.55 600 .

Description: B.NO.: CHP(1641)160 339140 58.16 3056.39 63.10 2923.62 44.86 2848.85 53.84 2784.98 52.83

Comments. 1601.36 11.72 1572.63 54.55 1476.32 41.80 1446.57 34.00 1402.80 60.94

SAMPLE: ELETRIPTAN HBr DIMER-1&2 1360.53 $5.99 130542 25.23 1290.33 28.24 1143.06 9.99 1084.20 20.64
1042.23 73.10 1024.40 81.67 998.88 80.51 975.69 79.73 878.36 84.78

PROJECT: ELETRIPTAN HBr
2.04 mg OF SAMPLE IN 427 mg OF KBr 84340 44.68 787.94 5023 752.60 56.43 714.54 76.06 687.29 45.03

Abscissa: (cm-1) -
Start: 4000.00

" End: 450.00
Interval: -1.000000

Ordinate: (%T)

* Maximum: 100.00
Minimum:  10.00
Points: 3551

Instrument Model : Spectrum One
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APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMEN

INS TRUMENT 1D - RCHi_AE088 PROJECT NAME - MAR_2012\RCHl_AE088

‘Sample 1D

CHP(1641)160/Eletriptan Dimer1&2

W2996 PDA 225.0 nm

Proc. Chni. Descr
| [sLemPrm DimeR ) . A ,
; _ Date Acquired 3/29/2012 10:09:10 PMIST
Run Time 60.0 Minutes .
Vial 13 Acq. Method Set Eletriptan_RS_MET
%lﬂjecllon 4 Date Processed 3/30/2012 5:17:25 PMIST
Injection Volume = 2000 ul Processing Method : Eletriptan_RS_Pro
¢80 - - e -
\\s//O
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000 5 00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 ¢
Minutes
Peak Results
- e
RT Ajea o .
(miny | (uv-sec) % Atea | RT Ratio Name
v1 ‘55 58 | 5528850 | 47.96 1.00 Betriptan Dimer-1
513577 | 6243522 | 5050 | 101 | Betriptan Dimer-2
303958 1 118176 | 0.9 111 | Peako
T: 4072 | 72638 0.59 114 | Peaki0
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ELETRIPTAN N-OXIDES-? CHP (1708) 21 A.R.NO: S5-01012671

DMS0-db APL~RESEARCH CENTRE
Current QOata Parameters
. NAME chp-1708-21
NN MOWI DN NL o] LOVmNotDvacnmmm—«(o’ WM @O~ O EXPNO 1
o @] fU‘Cﬁ [ IR - o .

1.

o)) S Ll j F2 - Acquisition Parameters
@45;/) k\\:§ﬁ Oate_ 20101215
LA Time 9.56

|

Ll \\\\ |
\ﬁzi

—=11.09

}
{

INSTRUM dpx300

PROBHO 5 mm B8O 88~

% _o PULPROG 2930
10 32768

% .
©/ 0%, RG 256
N SOLVENT OMS0
‘ ( / NS 113
AG {.8218508 sec

ﬂ . OW 55.600 usec
OE 6.00 usec
01 2.00000000 sec
P1 6.75 usec
PL1 -6.00 d8
SFO4 300.1315006 MHz
ssmzo=snEsIzES CHANNEL f4 =====sz===:
NUCH 1H
F2 - Processing parameters
51 32768
SF 300.1300003 MHZz
WOW EM
L8 0.30 Hz
G8 0
] 10 NMR plot parameters
| CX 20.50 cm
Lo l ‘ ’ FiP 12.000 ppm
- \ C Fop -0.500 ppm
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168.248
139.064
135.581
133.737
129.328
128,053
128.015
127.325
123.971
122.226
117.665
112.103
109.159
79.527
77.319
77.069
76.811
58.197
49.668
27.313
18.784

SAMPLE: chp-1761-14

=
g

\~
\_70.224
—28.907
\—24.915

Rletriptan N-oxide-I
chp-1761-14

o

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Operator: apl

File: DERPT_01
VNMRS-500 "APLV500"

PULSE SEQUENCE: DEPT
Relax. delay 1.000 sec
Pulse 90.0 degrees
Acq. time 1,022 sec
width 31250.0 Hz
8000 repetitions

Il]llll'lllllllllllIl'IDlIFlIl]IIIIIIIII|II_II|III
OBSERVE C13, 125.6793948
DecousLE i, 4998207327 160 140 120 100 80 60 40 29 ppm
Power 39 4B

on during acquisition

off during delay

WALNZ-16 modulated

i .
DATA PROCESSING .
Line broadening 0.5 Hz . o\‘ﬁ*

FT size 65536 e,
Total time 4.5 hours ‘ < 7

lllllIll]lIITIIIII]lTlI'IlIl]IITI;II

Ariiritreantis - ~Noomevegpiighatinesys/data/2011/Jun Isample: chp~1761-14_20110616 | File: DEPT_01




Anaiyst Version: 1.4.2 APL RESEARCH CENTRE Sample Comment: B NO:CHP(1708)21
Acg. Tlme: 11:23 ANALYTICAL RESEARCH DEPARTMENT Sample Name: ELETRIPTAN UNK IMP RRT AT
Acq. Date: Wednesday, December 15, 2010 ' Acq. Fite: DEC_15_CHP(1708)2| _P_F_M.wiff

"W +Q1:0.568 to 0.769 min from Sample 1 (ELETRIPTAN UNK IMP RRT AT 0.73) of DEC_15_CHP(1708)21_P_F_M.wiff (Turbo Sp... Max. 2.8e6 cps

399.3
2.8e6 _ 9 20

S :
2.666- O/ o,

2.4e6

Iz

2.2e6-

Intensity, cps
N
(o]
[e>)

1.2e6
1.0e6

8.05-

6.0e5 i
i

4.0e5+ i
Go4213

2.0e5+

259.5 4023

" 600 650

.. - - B S cr S I . S r — -
\ 150 200 250 300 350 400 450 500 550
| m/z, amu

Period/Expt: Peried |, Experiment |
Sean Mode: Profile
Folarity/Scan Type: Positive Q1 MS
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Date: Monday. May 23, 2011 API. RESEARCH CENTRE
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4000.0 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 650.0
cm-1
Status ELETRIPTAN HBr N-OXIDE-1-CHP(1708)21.pk
Filename: ELETRIPTAN HBr N-OXIDE-1-CHP(1708)21.002 ELETRIPTAN HBr N-OXIDE-1-CHP(1708)21.002 335! 4000.00 650.00 10.00 100.00 4.00 %T 8 1.0C
Date Created:  Monday, May 23, 2011 10:48 AM India Standard Time B.NO.: CHP(1708)21 .
Analyst: Administrator REF 4000 99.08 2000 97.49 600
Description: B.NO.: CHP(1708)21 391067 97.65 3874.71 97.59 3864.39 97.84 3846.49 97.36 3826.59 97.31
Comments: 3810.96 9720 3758.36 96.62 339162 11.18 2923.69 34.76 2229.39 92.87
SAMPLE: ELETRIPTAN HBr N-OXIDE-1 1632.09 48.36 1584.60 62.45 1480.47 50.35 1446.29 25.08 1409.28 75.78
PROJECT: ELETRIPTAN HBr 1350.72 63.08 1303.71 19.79 1233.41 65.71 1177.79 82.71 1148.88 9.99
1.91 mg OF SAMPLE IN 403 mg OF KBr 1085.84 27.21 1022.81 73.43 999.03 8591 979.31 80.47 924.64 85.70

' 873.89 8573 797.32 40.76 761.80 46.85 739.45 40.53 689.55 3728
Abscissa: (cm-1)

Start: 4000.00
End: 450.00
interval: -1.000000
Crdinate: (%T)
Maximun: 100.00
Minimuam: 10.00

Points: 3551 @ \\
05\?°

Instrument Model Spectruim One 7’31



INSTRUMENT D

‘Sample 1D

‘Run Time
Vial

injection

injection Voiume

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMEN"

RCH _AEQES

CHP{1708)21/Eletripizn -N-Oxde-1

60.0 Minutes

PROJECT NAME  MAR_2012\RCil_AE(88

Proc. Chnl. Descr

Date Acquired
Acg Method Set

Date Processed

Processing Method

W2996 PDA 2250 nm
”3‘/2972012 8:07:C2 PMIST
Eletriptan_RS MET
3/30/2012 5:16:09 PM IST

Eletriptan_ RS _Pro

16

200 Lg
¥
;— \\550
150 O\Er
; Iu.( 7
N
< 100 H
.50 ¢ © l
~N &
. foe) ©
‘ O o~ O
; o N
: ~N
D i o RYA'AN 7AN s
i T I R R T e — . e -
0.00 500 16.00 1500 20.00 25.00 30.00 3530 40.00 45 00 5
Minutes
_ Pezk Results
R.T Afea % Area | RT Ratio Name
(min) [ (WV*sec)
1] 20.58 | 329734 0.58 0.534 Pegkt
212262} 1653197 293 0.93 Peak?
312387 ] 741458 .32 o8 F2ak8
4 i 24 40 | 53651457 | 9517 1.00 Hetriptan-N-Oxide-1
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SAMPLE: chp-1708-19

Bletriptan N-Oxide~II
chp-1708-19

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Operator: apl

File: PROTON_O1
VNMRS~S500 “APLV500"

PULSE SEQUENCE

Relax. delay 1,000 sec
Pulse 45.0 degrees
Acg. time 1.809 sec
width 9058.0 Hz

64 repetiticns

OBSERVE Hl, 499.8182335
DATA PROCESSING

FT size 32768
Total time 3 minutes
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SAMPLE: chp-1761-25

Bletriptan N-oxide-IIX
chp-1761-25

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Operator: apl

File: DEPT_01
VNMRS-500 "APLV500"

PULSE SEQUENCE: DRPT
Relax. delay 1.000 sec
Pulse 30.0 degrees
Acqg. time 1.022 gec
wWidth 31250.0 Hz
3264 repetitions

OBSERVE (13, 125.6793948
DRCOUPLE H1l, 499.8207327
Power 39 AaB
on during acquisition
off during delay
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 110 minutes

™ O 1N ® O ©OH NP N S w e N @ w - ® N

~ S N~ N 2 M M 9 A mn ® w o ® N o < < A o

w N SN OHO DN D ANV N O~ N w ™ o ® &~~~

. e e e s e « « s e s s+ a « e e e e “ e « 4 e e

™~ NN m o ® ® N MmN DN O .~ WY o ® < ® ® M &

w LR EKE CEGEE B R ~ o~~~ n 0 N NN

R PSS RN JJ)
. ]r11|]1|||l|||||||||“| LA AR RN R AR AR AR A RRERRI RSN RN RERRE N
180 160 140 120 100 80 60 40 2D ppm

0
SN
ae

N
H

ARSritrentlx - Nrme/egiohathrsys/data/2011/May | Sample: chp-1761-25_20110521 | File: DEPT_01
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Analyst Verslon: 1.4.2
Acq. Time: 10:26
Acq. Date: Tuesday, December 14, 2010

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT

Sample Comment: B.NO:CHP(1708)19
Sample Name: ELETRIPTAN-N-OXIDE
Acq. File: DEC_14_CHP(1708)19_P_F_M.wiff

3.8e6
| 3.6e6-
3.4e6
3.2e6:
3.0e6
2.896—
2.6e6 4
2.4e6
2.266
2.066 A
1.8e6 1
1,6e6:
1466

intensity, cps

1.2e6-
1.0e6
8.0e5
6.0e5
4.0e5-
2.0e54

196.2

298.0

"W +Q1: 0.435 to 0.802 min from Sample 1 (ELETRIPTAN-N-OXIDE) of DEC_14_CHP(1708)19_P_F_M.wiff (Turbo Spray), Subtract...

399.0

42j.2

4230 4454

480

Max. 3.9e6 cps

500

520

’ - T T T T
120 140 160

T

180

200

219.3
220

240

260

280

300

320
m/z, amu

340

360

380

400

420 440

460 .

Period/Expt.: Perlod 1, Experiment |
Scan Mode: Profile
Polarity/Scan Type: Posltlve Q1 MS

0.

Analyst
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Date: Monday, May 23. 2011

APL RESEARCH CENTRE

ARE_0T8§
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4000.0 ' 3600 3200 2800 2400

Status

Filename: ELETRIPTAN N-OXIDE-2-CHP(1708)19.002

Date Created:  Monday; May 23, 2011 11:15 AM India Standard Time
Analyst: Administrator

Description: B.NO.: CHP(1708)19

Comments:

SAMPLE; ELETRIPTAN N-OXIDE-2

PROJECT; ELETRIPTAN HBr

1.73 mg OF SAMPLE IN 388 mg OF KBr

Abscissa: (cm-1)

Start: 4000.00
End: 450.00
Interval; -1.000000
Ordinate: (%T)
Maximum: 100.00
Minimum: 10.00
Paints: 3551

Spectrum One

raAamA

Instrument Model :

I ¥
2000 1800 1600 1400

1200
cm-1

ELETRIPTAN N-OXIDE-2-CHP(1708)19.pk

800 650.0

ELETRIPTAN N-OXIDE-2-CHP(1708)19.002 3351 4000.00 650.00 10.00 99.23 4.00 %T 8 1.00

B.NO.: CHP(1708)19
REF 4000 99.12 2000 96.68 600

3400.65 10.42 2957.91 26.76 1910.97 97.05 1631.91 45.10 1584.52 55.18
1512.64 80.05 1480.71 48.01 1446.58 22.05 1351.07 56.32 1303.73 17.87
123222 58.94 1176.97 71.23 1148.74 9.98 1085.73 27.12 1022.98 77.17
998.80 77.55 959.58 70.76 922.45 87.02 871.23 7149 796.65 43.13

760.98 46.69 731.55 43.44 689.35 38.85



- APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMEN"

INSTRUMENT ID - RClI_AE088

PROJECT NAME - MAR_2012\RCIli_AE(88

CHP(1708)19/Eletriptan -N-Oxide-2

‘ESamp(e D Proc. Chnl. Descr :  W2996 PDA 225.0 nm

| _ Date Acquired 3/29/2012 9:08:05 PM IST
Run Time 60.0 Minutes

Vial 32 Acq. Method Set Eletriptan_RS_MET
ilnjection 1 Date Processed 3/30/2012 5:17:07 PM IST
Hinjection Volume : 20.00 ul Processing Method : Eletriptan_RS_Pro

1,20‘; %
; o)

1,00'; \\S,O
@ o |
0.80- o NG
i .
| "
) !
< 060 N
; H
040
: [ep]
! At {e))
0.20 0 [es}
i © &
| N {
0.00 == Rl
}‘ i ”.’””E_»F’_ T l" R T i T T | T T T T T T T T T [ T T T | T T T T 1 T 1 i T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00
Minutes
Peak Results
RT A:ea % Area | RT Ratio Name
(min) | (WV*sec)
1] 2265 417966 1.52 0.86 | Peak7
212489 1066365 | 3.87 094 | Peaks
3| 26.43 | 26087242 | 94.62 1.00 | Betriptan-N-Oxide-2

1S



ELETRIPTAN UNK IMP RRT-0.87 CHP (1580) 137 a.r.no:s-010041

CETHYL INDoLE PYRROLIDINE ,Mpuﬁ,r,y) CDC13 APL-RESEARCH CENTRE

Current Data Parameters

NAME chp-1580-137
OMNOMNWOWWO Y VONTAUAMONAUO-QO T o~ O EXPND 1
mmommmr\_r\'r\ mmcyo PROCND 4

oM AuNNNO OO

5.09
5.07

v ¥
MU NS S S NS
MMM(')NNNNNNNNNﬂ«“-—'*“v-""‘*‘*"“c

=
a O~ ~NNNN~N~
\ W W \\\\“\xﬁ“\m\\\%’% / F2 - Acquisition Parameters
Date_ 20100544
Time 10. 44
' INSTRUM dpx300
‘ : PROBHD 5 mm BBD B8B-
G PULPROG 2930
H,C '<“;] 10 32768
RG 362
/\@"\§ ‘ SOLVENT coci3
: NS 16
N ‘ AQ 1.8219508 sec
) DW 55,600 usec
DE 6.00 usec
— 01 2.00000000 sec
[N P1 6.75 usec
PL -6.00 a8
SFO4 300.1315006 MHz
ssansnssnwss CHANNEL f| sssnzwsmxx:
NUC1 1H
F2 - Processing parameters
SI 32768
SF 300.1300070 MHZ
WON ©EM
LB 0.30 Hz
G8 0
1D NMR plot parameters
cX .20.50 cm
FiP 12.000 ppm . |
‘FeP -0.500 ppm '
L Y S \j
- e Q
e g 8 g
g ~ - e
' r T - v v T v v v v T )

4
p
e
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SAMPLE: msk-1679-140 ™ N NN A ~ o © n < m NN ~ -
. —- - -—lec H* oo ‘\ /’ | ]\ )
Rthvl Indole pyrrolidine imp

mex-1675-140

Sclvent: cdcll

Tewp. 25.0 C / 298,1 X
Operator: apl

File: DRPT_01
VNMRS-500 “APLVS00"

T T T 134.723

PULSR SBQUENCE: DEPT
Relax., delay 1.000 sec
Pulge 30.0 degrees

Acy., time 1,022 sec !
width 31250.0 He ,.....T;' p—— M% N "

9000 repetitions

]7"]‘!’ l‘llll17]TIIfITT'IT!IIIIII)Illllll"llYl’WTll'l‘ll LR ]'Yill)llll;l'f
OBSERVE (13, 125.6793948 J

OBCOUSLE H1. 4958207327 140 | 230 120 110 100 90 80| 70 60| S50 40 B 0 10 ppm
Power 39 4B

on Guring acquisition
off during delay

WALTZ-16 modulated e
\
N
— DATA PROCKSSING HyC .O
~1 Line broadening 0.5 Hz
7T size 65536 \

Total time 5.1 hours

[ AdSchsmetie - Sumeugtohetesys/deta/2011/un | Sample: msk-1679-140,20110623 | rile: DEP?_01 ]




APL RESEARCH CENTRE . ple Comment: BNO.:CHP(1580)137
Sumple Name: ELETRIPTAN UNK IMP RRT AT

Analyst Version: 1.4.2
ANALYTICAL RESEARCH DEPARTMENT
Acq. Fite: MAY_14_CHP(1580)!37_P_F_M.W‘I(T

Acy. Time: 09:24
Acq. Date: Friday, May 14,2010

CETHYL INDOLE PYRROLIDINE /MPURITY)

STMAY 14_CHP(1580)137_P_F_M.wiff (Turbo S...

Max: 1.3e6 cps

PTAN UNK IMP RRT AT 0.87)

W TQ1 1738 to 2.373 min from Sample 1-(ELETRI

1.25e6 2433
1.20e6 -

H,C\
1.1066 - ' "»Cb__gm-o
1.00€6 ’ \ ) \
N
9.00e5
8.00e5 -
7.0065 -

6.00e5 -

intensity, cps

3l

5.00e5

4.00e5 A

3.C0e5

2.C0e54

1.00e5 4 E 381 3
) 146.1 2H5.3 | a87.0
80 300 320 340 360 380 400

mwz, amu

w50 440 480 480 500

Joie

Perio/Expt.: Perlod §, Experiment |
Seun Muwde: Proflle
Polarity/Scan Type: Positive Q1 MS




Date: Monday. May 23. 2011 APL RESEARCH CENTRE ARE 018

e - - . - . - R R . - -

: ! i / i .i’, I» :'~ ‘
! ! i - i i Py S |
80 e b e ‘r IR U S ES_—— e I FRY
! e : “ : a i i | ll | i
‘ | | Y4 | \ . ; | b /1
il ‘ 3 . ! P i i i VR ! s
i . ! /ot \/f\\ ? o : | I 'y
' /1 \ P ; | | !I;!‘;‘ b
r i [ i o b R B
2 TR S S / | AL - VO TN O 1 Y B
| \ ] FT T TV
. Y | i
v IH— I
‘ .
40 L . ’ j \'\ | \ H
| 7 RV |
: ! N
\ / H;C e
\ / \ i /
20 U/\ // N \
! 1\ H
\ //\ F/ * asymrrctnc centre
= |
- 0.0 T T
4000.0 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 650.0
cm-1
CETH YL INDOLE PYRROLIDINE M pu.qrry)
Status ETHYL INDOLE PROLINE-MSK(1679)140.pk
Filename: ETHYL INDOLE PROLINE-MSK(1679)140.002 ETHYL INDOLE PROLINE-MSK(1679)140.002 3351 4000.00 650.00 10.00 99.70 4.00 %T 8 1.00
. Date Created:  Monday, May 23, 2011 10:07 AM India Standard Time B.NO.: MSK(1679)140
Analyst: Administrator REF 4000 99.31 2000 97.99 600
Description: B.NO.: MSK(1679)140 3981.16 95.31 3948.26 95.95 3751.20 97.03 3710.32 96.78 3604.33 61.33
Comments: 3411.30 16.76 3134.92 16.05 2963.40 9.99 2790.47 13.41 1850.00 87.61
SAMPLE: ETHYL INDOLE PROLINE 1712.77 68.76 1625.98 47.88 1583.58 46.59 1552.04 59.42 1480.82 22.94
PROJECT: ELETRIPTAN HBr 1454.98 19.52 1350.20 28.06 1329.68 35.64 1224.45 3045 1148.67 33.84
NEAT BG 1110.97 36.37 1042.31 38.97 1009.36 84.14 97321 82,70 906.43 4394
’ 870.78 44.90 798.24 33.59 762.14 54.00 703.99 66.91
Abscissa: (cm-1)
Start: 4000.00
End: 490.00
Interval: -1.000000
Ordinate: (%T)
Maximym: 100.00
Minimum: 10.00
Points: 3511 , ' 1)
2% ”‘;O'
Instrument Model : Spectrum One .

etr t Serisl Number © 53009 .




APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT

INSTRUMENT 1D - RCHl_AE088 PROJECT NAME : MAR_2012\RCHK_AE088
Sample 1D : ELE(1130)42//Desbromo indole pyrrolidine imp  Proc. Chnl. Descr :  W2996 PDA 225.0 nm
Date Acquired : AR
Run Time  60.0 Minutes 3129/2012 6.04:57 PM IST
NVial 29 Acq. Method Set . Eletriptan_RS_MET
Injection 1 Date Processed :  3/30/2012 9:33:03 AMIST
njection Volume =~ 20.09 ul Processing Method Eletriptan_RS_Pro
200 '
; o
i P HC
1 80 i{ NN N
160 ‘ m
; N
i 40’j H
120
i 100
080 |
060 %
1
040 !
020 ;
OOO‘?' ’*”Z{Lﬂ‘
000 555 o w0 1500 2000 500 000 300 w000 a0
Minutes

Peak Results

iﬁ RT Area
|
|
L

(min) | (WV'sec) % Area Name

1| 713 | 23663578 | 100.00 | Desbromo indole pyrrolidine imp




DESBROMO BIP ELE (1130)42 A.R.NO:S-010067

. CDC13 - ﬂ
(OES 4RoMd INDOLE PyRROLIDINE IMPURI’VY} APL-RESEARCH CENTRE
' Current Data Parameters
NAME ele-1130-42
mcnmcovjmvv-mlmmr\wcnmyx WM AW~ S WIS ANN - 0DMONN T O YTONNQ
5 JCBRIALEIJRECEI S O SEVI IR IBREIESBES PROCNO 1
= ?T’\\BUN‘\NIN“F'\T,\H\ ETM(\LJN(\LJ(I\J(I\JNOCN«‘\T«««««««««oo ” R o .
R . ; P L Nt - Acquisition Parameters
\:?\Q‘ﬁ/)% . \\\\&m\\. W V Date_ 20100621
' ' ! , 1 Time 16.49
‘ INSTRUM dpx300
: PROBHO 5 mm BB0D BB-
. PULPROG 2930
. 10 32766
™ . RG 362
. N : : SOLVENT coct3
= ! O NS 16
N I\ AQ 1.8219508 sec
N On 55.600 usec
i OE 6.00 usec
014 2.00000000 sec
v P 6.75 usec
- PL1 -6.00 a8
SFO1 300.1315006 MH2
ssunssasssss CHANNEL f| xsezzazzx==:
NUC1 1H

F2 - Processing parameters

SI 32768
SF 300.1300083 MHZ
WOW EM
LB . 0.30 H2
6B 0

10 NMR plat parameters
CX - 20.50 cm

FiP 10.000 ppm
FoP -0.500 ppm

't




(C DeES BROmo (NDOLE PYRROLIDINE /MPumW)
PENDANT-NMR of DESBROMU INDOLE PROLINE ELE (1130) 42

O O Y < ™ [§¥] (o]
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-t o et -t
) t

/
S

17




APL RESEARCH CENTRE ~ nple Comment: B.NO:ELE(1130)42
Sampie Name: DESBROMO BIP

Analyst Yersion: 1.4.2
Acq. Time: 10:29 ANALYTICAL RESEARCH DEPARTMENT
Acq. Date: Thursday, October 07, 2010 Acq. Fite: OCT_07_ELE(113042_P_F_M.wiff

(DES BROMO IpoLE PYRROLIDINE  IMPURITY

"W Q1. 0.568 to.1 ,036 min from Sample 1 (DESBROMO BIP) of OCT_07_ELE(! 130)42_P_F_M.wiff (Turbo Spray), Subtracted < +... Max. 6.1e6 cps

214.9
6.006

5.506 - ’

. N\]
5.066 4 m Q/
4.5e6 -
4.086 A

3.5e6 4

| 4

3.066 4

Intensity, cps

2.5u6 4

2.0¢6 1

1.506 A

1.0a6 4

5.005 1

ﬂ N t § A S(ls.s 542.3
150 200 280 300 350 400 450 50 550 600 650 700 750 800 850 900
: ' . mz, amu )

950 1000

e an

Analyst

Periad/Expt.: Period 1, Experiment |
Sesn Mede: Profite ) s
Polarity/Scan Type: Pesitive Q1 MS
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Date: Monday, May 23, 2011

APL RESEARCH CENTRE

ARE 018

DU s v e i e - _— — e =
) w,\.‘ P i B ‘ . v ‘ly/?'\\._/' - \4 ‘
| i o i | T i v . N 7 /
: s ‘ ; (R coo ‘A\,/': i :
\. , | A R [ VA
80 B v// ; ~ SO AU, R | M . \1[ i l/ L i U
\ A ST :,n
/ EEEEUE TR N Il 1
i ¢ I
13 i
i
60 \AM AW #u .'l} } I _u J
i L
\' \j \] i
| |
40 1 "J
| CH, ‘ :
| ¢
w. N
¥ ) |
20 N s i
H f )
' cos [
asymm etric camje ‘JI !
|
0.0 | i
4000.0 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 650.0
em-1
Status ( peS Bromo N DOLE PYRROLIDINE IMPUR ;7‘7) DESBROMO ANALOG OF ELETRIPTAN-ELE(! 130)42.pk
Filename: DESBROMO ANALOG OF ELETKir I AN-ELE(1130)42.002 DESBROMO ANALOG OF ELETRIPTAN-ELE(113042.002 3351 4000.00 650.00 10.00 99.90 400 %
" Date Created:  Monday, May 23, 2011 11:27 AM India Standard Time B.NO.: ELE(1130)42
Analyst: Administrator REF 4000 99.77 2000 96.53 600
Description:  B.NO.: ELE(1130)42 . 1428.53 9247 3199.11 75.57 3139.70 5225 310235 52.28 3074.80 61.25
Cominents: 105438 $3.20 304528 53.99 3012.40 63.04 2972.03 39.40 2949.87 49.62
SAMPLE:; DESBROMO ANALOQG OF ELETRIPTAN 2922.95 37.49 284299 38.49 2785.71 28.46 2658.41 72.39 2612.72 73.31
PROJECT: ELETRIPTAN HBr - 266221 79.26 1917.71 92.40 188099 94.60 1847.11 96.93 1798.60 96.14
1.86 mg OF SAMPLE IN 397 mg OF KBr 176274 96.75 1655.70 90.30 1618.30 86.32 1586.64 92.07 1545.50 88.02
, 1502.27 84.90 1474.64 9031 1451.99 27.56 1434.30 61.90 141720 70.32
Abscisss: (em-1) 1371.23 $4.24 1357.86 52.68 1340.02 49.14 1317.86 71.40 129931 76.19
Start: X 127873 7462 1250.68 89.75 1233.05 5125 1221.62 63.97 1209.47 70.52
End: 450.00 1183.05 71.36 1153.03 73.83 1138.89 56.16 1126.62 68.37 1116.89 48.99
Interyal: -1.000000 1097.67 72.62 108102 6671 1034.69 62.53 1010.61 52.11 959.44 74.18
E 926.98 71.90 919.03 69.34 87571 80.89 84140 89.33 828.78 66.02
Ordinste; (%T) 78766 71.97 765.86 74.59 739.23 9.95 655.30 76.04
. Maximum: 100.00
Minimum: - 10.00 a
Points: \
|c‘5\2‘°\

3851
»

¢ vs Cummmbmmsiin MNma

23




APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMEN’

INGTRUMENT 1D RCIAE088 PROJECT NAME MAR_2012\RCH_AE088
i CHP(1580)137/ Ethyl indole pyrrolidine imp
{Sample D : Proc. Chnl. Descr -~ W2996 PDA 225.0 nm

: ) ~. 4 N
g Date Acquired 31292012 7:05.59 PMIS
tRun Time 60 .0 Minutes _
%V‘ al 10 Acq Method Set : Eletriptan RS MET
iinjection ] Date Processed = 3/30/2012 5:15.44 PMIS
linjection Volume 20 00 ul Processing Method - Eletriptan_RS_Pro
100 - b
: b 4
D .
) H,C
4 A
050 HC O
Res
060 by
R
G40
CENE @ o T
= S ©
: | ° Q
R AVANS
0 0o 500 10 00 1500 2000 2500 30.00 35.00 40.00 45.00
Minutes

Peak Resuits

RT Area

. % Area | RT Ratio Name
(min) | {(pV°sec)

1] 16.41 301273 144 0.88 Peaks

2| 18.65 | 20062648 | 9588 100 | Ethyl indole pyrrolidine imp
3| 2093 200745 096 112 Peak6

42262 360622 172 1.21 Peak?

28




721

ppm

—10.82

ELETRIPTAN STG-II UNK IMP RT-21.20 KSA (1637)

[ELETRIPTAN meTHOXY /mpuam«>

O')OY\Y\MO%OO')LO

%7 o-cu,

@u@m

m @ W
mwr\totototo T U 0w wo o
r\r\r\r\r\r\r\r\r\r\r\r\ < mm

S

DMSO-db

U~ T OO0 @y

mvoomcncnm

("')("’)("’)"ﬁ(‘\.l
|

o5

X

A.R.NO: S-010077

NN OO
OO M~ «- OO o

W///%%/

APL~RESEARCH CENTRE

Current Data Parameters

NAME ksa-1637-ele
EXPNO i
PROCNO i

F2 - Acquisition Parameters
Date_ 20100747

Time 10.33
INSTRUM dpx300
PROBHO 5 mm BBO BB-
PULPROG 2930

10 32768

RG 287 .4
SOLVENT DMSO

NS 16

AQ 1.8219508 sec
DW 55.600 usec
DE 6.00 usec
D1 2.00200000 sec
P{ 6.75 usec
PLY -6.00 dB
SFO1 300.1315006 MHz
anssnsnssxsx CHANNEL f{ =sssscxz=x:
NUCY 1H

F2 ~ Processing parameters
SI 32768

SF 300. 1300004 MHz
WOW EM

LB 0.30 Hz
68 0

1D NMR plot parsmeters

CX 20.50 cm
FiP 14.000 ppm.

FeP -0.500 ppm




KSA (1637)66  A.R.NG: 5-010077

METHOXY ELETRIPTAN

PENDANT-NMR of
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sumple Comment: BNO.:KSA(1637)__
Sample Name: ELETRIPYAN IMP RT-21.20min

APL RESEARCH CENTRE
Acg. File: JUL_17_KSA(1637)_P_F_M.wiff

Analyst Version: 1.4.2
ANALYTICAL RESEARCH DEPARTMENT

Acq. Time: 10182
Acq. Date: Saturday, July 17, 2010

Max. 6.9e6 cps

B +Q1: 1.170 to 1.705 min from Sample 1 (ELETRIPTAN IMP RT-21 20min) of JUL_1 7_KSA(1637)knP_F_M.wiff (Turbo Spray), Su...

(ELETRW'MM mETHOXY /MPUR’TY) 131
6.9€e6 | ]

o
7 0—CH;

0\\
S
o
N
by O
L

6.506
6.0e6 1
5.506 - -
5.0e6 1
4.566
4.0e6

3.5€6 1

37
intensity, cps

3.006 ] ,
/

- 2.5€6

2.0e6

1.566

1.066 -

5.0e5 1

383.2

U ———

4252 461.4

284.3 . 417

N s i |
450 - 500 550

0. ,
150

250

'300 350 400
mz, amu

Perlod/K xpt.: Perlod 1, Experiment |
stan Mode: Profile
Pulwrtty/Scan Typé: Pasitive Q1 M8

Analyst




Date: Saturday, March 17,2012 APL RESEARCH CENTRE RCIT AL:009
2.0 o . . S
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i /! i i i o - ! ol ; P i
' : ! I P ‘ | T i
60 . - Vo / L U SRR 3 TR WU SRV SULUNN o U A R
A f : LA R R A IR Vi
| N ‘\ A B I v
\ / \/\/\ O\\ o . . i \\] i i Y i
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i / !
| V il \;
| !
| |
20 _ S R N | | S
4000.0 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 6
§ cm-1
Status ELETRIPTAN METHOXY IMPURITY-KSA(1637)66.pk
Filename: ELETRIPTAN METHOXY IMPURITY-KSA(1637)66.002 ELETRIPTAN METHOXY IMPURITY-KSA(1637)66.002 3351 4000.00 650.00 10.00 99.60 4.00 %T 8 1.0(
Date Created:  Saturday, March 17, 2012 3:14 PM India Standard Time B.NO:KSA(1637)66
Analyst: Analyst REF 4000 99.51 2000 98.38 600
Description: B.NO:KSA(1637)66 3563.14 79.14 3379.40 40.82 3130.25 53.04 3037.14 51.34 2938.62 26.29
Comments: 2844.18 35.85 2822.47 35.71 2785.17 33.29 2343.57 91.20 1900.10 97.12

SAMPLE:ELETRIPTAN METHOXY IMPURITY
PROJECT:ELETRIPTAN HBR
2.25 mg of sample in 455 of KBr

Abscissa: (cm-1)

Start:
End:
Interval:

4000.00
450.00
-1.000000

Ordinate: (%T)

Maximum:
Minimum:
Points:

h&umemModel

+ Carial NI | 8

100.00
10.00
3551

Spectrum One

LINND

162430 76.53 1585.29 76.70 1480.43 57.93 1446.98 21.70 1358.37 44.17
1303.88 11.79 1213.28 48.41 1178.45 56.78 1156.16 13.76 1140.80 9.98
1102.30 15.12 1082.57 10.35 1042.55 55.65 985.34 56.81 918.23 86.53
877.02 79.70 804.07 47.93 789.90 46.72 748.06 49.65 734.05 59.10
70969 86.87 687.95 35.12 654.16 6642



INSTRUMENT ID

APL RESEARCH CENTRE

ANALYTICAL RESEARCH DEPARTMEN"

- RCII_AEQ88

PROJECT NAME : MAR_2012\RCH_AE088

#KSA(1637)66/Eletriptan Methoxy imp

‘Sample ID Proc. Chnl. Descr :  W2996 PDA 225.0 nm
~ AN
| _ Date Acquired 3/29/2012 4:00:13 PM IST
Run Time 60.0 Minutes 4
Vial 57 Acq. Method Set Eletriptan_RS_MET
Injection ] Date Processed 3/30/2012 5:18:55 PM IST
Injection Volume = 20.00 ul Processing Method : Eletriptan_RS_Pro
140 (<o)
¥
P
(4]
120
N 0\\5//0 o—cH,
CH;
700 ©/ g‘
.
J 80 ‘ Q
B !
<
960
540 -
()] (¢ o]
020 8 2
N
' AN
O OO 1 — e e » A AA
N I R R [ I R 'i‘“ i i | T T T T ! O T T T ] T T T T ] v T v | T T T T l L T
000 500 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00
Minutes
Peak Results
RT Area o .
(min) | (uv*sec) % Area | RT Ratio Name
1120665 | 28054773 | 97.66 Betriptan Methoxy Imp
|21 2066 | 298205 | 104 110 | Peak2
3| 2484 | 374071 | 130 | 120 |Peaks

30




(aempmﬂ TETRA LNELIC lmpumﬂjm

w
n

SAMPLE: msk-1739-141 i / |\

Eletriptan Unk Imp
megk~-1739-141

7.950
7.798
7.784
7.768
7.713
7.697
7.682
7.197
7.180
7.029
6.644
6.627
4.922
4.906
3.965
3.942
3.919
3.851
3.691
3.672
3.650
3.546
3.529
v4dd
2.863
2.847
2.793
2.771
2.541
2.511
2.485
2.227
2.150
2.039
1.945
1.932
1.906
1.806
-0.000

——3.513

s
I
-

Solvent: dmso

Temp. 25.0 C / 298.1 K
Operator: apl

rile: PROTON_O01
VNMRS-500 “APLV500"

PULSRE SRQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.045 sec
width 8012.8 Hs

32 repetitions

OBSERVE  H1l, 499.8205833

DATA PROCRSSING
T size 32768
Total time 1 minutes

Iz

‘._J‘\HL._.JU j, | L

fl T T 1 T ] T T T T I T T T T l ¥ T 7 T I T T T T l T L) T T l T T T T I T T T T ,
6 3 1
T i tvewy Py e o
- - o ® (-4 M OO [k s] ® - (4]
L1 ] n [ 3 -2 om M NM® mned @® ;M e
~ ceo P - % - o Nd & @

A mtcemetts - Mumeoytivhadueys/dota/2011/Jen | Semple; mek-1739-141,20110618 | rite: #Rorom o1 1
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(ammmw TETRACYCLIC :mPUPV/’y>

SAMPLE: msk-1739-141

Eletriptan unk Imp
msk-1739-141

Solvent: dmso

Temp. 25.0 C / 298.1 K
Operator: apl

File: dept_01
VNMRS-500 “APLVSO00"

PULSE SEQURNCE: DEPT
Relax. delay 1.000 sec.
Pulse 90.0 degrees
Acq. time 1.022 sec
wWidch 31250.0 Hs
1920 repetitions

OBSERVE C13, 125.6799918
DRCOUPLE H1l, 499.8231069
Power 39 4B

on during acquisition
off during delay
WALTZ~16 modulated

DATA PROCRSSING

Line broadening 0.5 Hs
7T size 653536

Total time 64 minutes’

139.519
134.200
335504
124.123
116.990

86.638

129.890

/ —
/Q—-128.205
yd

7
—118.212

~—117.688

65.141
57.469

%i
/L

53.174
40.487
40.327
40.161
39.994
39.827
39.660
39.493

—32.975

=

29.901
29.347
25.273

,lllllllullTV 'lll]' |||'Tl,llillvl'l[!lllllllY]]l

160 140 120 100

80

60

TTTTTT 1Y

T 7T

lll]ll’]!lll[

20

ppm

ASRneatis - MREnatliyhahonys/dets/1011/5un | Semple: mek-1739-143_20110617 | File: dept 01
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ELETRIPTAN UNKNOWN IMPURTY

6/18/2011 6:03:48 PM Seq. Line : 2

. : M3K(1739) 141 Location : Vial 6
hcg. Operator : MSR/KPR Inj - 1
Acqg. Instrument : Instrument 1 Inj Volume : 10 ul
Different Inj Volume from Sequence ! Actual Inj Volume : 5 pul
Acqg. Method . : C:\HPCHEM\1\METHODS\POS_NEG.M
Last changed : 6/18/2011 5:42:15 PM by MSR/KPR
Analysis Method : C:\HPCHEM\1\METHODS\POS NEG.M R \
Last changed : 7/8/2011 4:23:52 PM by MSR/KPR (ELE"’:’R!FTAN TETRACYCLIC ,Mpuﬂfﬂr}'

POS-NEG METHOD.

MS Spectrum

“MSD1 SPC, ime=0.556.1.239 of JUN-2011\18-APL05.D  API-ES, Pos, Scan. Frag: 70 1
2 |
100 - 3 !
| | o Max: 4.59965e+006 |
| N -0
i S“ !
| /" |
N — i
N\
; \_ /7
80 : \
i N N Z
: f Hoyc |
W | Z
w ! ! .
60 }
] !
j
|
40 -
o
®
™
! 20
: =
K o~
' el . -
T m g)
: b
‘ 200 _ T30 4% 500 800 79 . 800 . . _ .z

| .
Instrument 1 77/9/2011 1:04:45 PM MSR/KPR




APL RESEARCH CENTRE RCII_ AE009
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Status cm-1 £ ETRIPTAN TETRACYCLIC IMPURITY_MSK(1739)141.pk
Filename: ELETRIPTAN TETRACYCLIC IMPURITY_MSK(1739)141.001 ELETRIPTAN TETRACYCLIC IMPURITY_MSK(1739)141.001 3351 4000.0 650.0 10.0 100.0 4.0 %T 8 1.
Date Created: Wednesday, March 14, 2012 6:15 PM India Standard Time B.NO:MSK(1739)141 A.RNO:S-1202058
Analyst: Analyst REF 4000 98.6 2000 95.2 600
Description: B.NO:MSK(1739)141 A.RNO:S-1202058 3925.0 96.8 3880.0 95.7 3835.5 96.7 38155 96.3 37793 953
Comments: . 3436.5 11.3 3062.6 51.5 2926.4 39.1 2857.3 52.4 22259 81.1
SAMPLE:ELETRIPTAN TETRACYCLIC IMPURITY 1907.0 96.1 18269 97.1 1719.3 49.8 1626.7 27.0 1603.0 25.9
PROJECT:ELETRIPTAN HBR 1567.4 12.1 1523.1 42.0 1478.0 36.4 1446.8 216 1409.4 41.8
2.01 mg OF SAMPLE IN 410.00 mg OF KBr 1373.0 549 13483 562 13050 153 1226.7 42.6 1194.6 48.5
1178.7 559 11489 99 1085.6 254 1038.0 70.8 1023.8 68.1
Abscissa: (cm-1) . 9986 72.3 980.6 79.9 954.5 90.1 923.0 86.3 808.8 70.2
Start: 4000.00 737.1 53.4 689.4 480
End: 450.00
Interval: -1.000000
Ordinate: (%T)
Maximum: 100.00
Miaimum: 10.00 \
Points: 3551 » \
Instrument Model : Spectrum One \
® ¢ Cavial N [N . £INNO . k\e




APL RESEARCH CENTRE *
ANALYTICAL RESEARCH DEPARTMEN"

TERUMENT 1D RCHAE088 PROJECT NAME - MAR_2012\RCH_AE088

MSK(1739)141/Eletriptan Tetra Cyclic

sample 1D imp Proc. Chnl. Descr © W2996 PDA 225.0 nm
ot Date Acquired . 3/29/2012 5:03:43 PMIST
U bme 60 0 Minutes
ial 28 Acq. Method Set . Eletriptan_RS_MET
Injection 1 Date Processed - 3/30/2012 5:20:17 PMIST
myection Volume 20 00 ul Processing Method : Eletriptan_RS_Pro
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Peak Results

| ‘ (n’j:rn) vsoc) | T Area | RT Ratio Name ,
; 1] 1ae0| 342690 | 343 | 069 - Peak3

; 21 s 181252697 i 253 074 | Peakd

13| 1820 163072 | 163 0.87 | Peaks

: 4 TZAO 96 | 9225094 | 9240 100 Betriptan Tetra Cyclic mp
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INSTRUMENT ID RCIl_AE155

APL RESEARCH CENTRE-|l
ANALYTICAL RESEARCH DEPARTMENT

PROJECT NAME APR_2012\RCH_AE155

imp Mix
Sample {D:
Viai: 11
Injection : 1

Injection Volume:  20.00 ul

Proc. Chnl. Descr.:  Detector A 225nm

Acq. Method Set: Eletriptan_RS_MET
Date Processed: 4/13/2012 9:35:28 AM IST

Run Time: 60.0 Minutes Processing Method:  Eletriptan_RS_Proct
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. Minutes
PEAK RESULTS
RT Area % RT Ratio Compound Name Compound
(uV*sec) | Area Label
1 7.53 4543538 | 8.76 0.33 Desbromo Indole Pyrrolidine imp 6
2 19.70 1290120 | 2.49 0.85 Ethyl Indole Pyrrolidine imp 5
3 21.72 39054 | 0.08 0.94 Eletriptan Methoxy imp 7
4 21.96 30510 ) 0.06 0.95 Eletriptan Tetracyclic imp 8
5 23.10 | 33414027 | 64.39 1.00 Eletriptan 1
6 25.82 2981761 | 5.75 1.12 Eletriptan N-Oxide-1 3
7 27.64 5416067 | 10.44 1.20 Eletriptan N-Oxide-2 4
8 28.35 2867398 | 5.53 1.23 Des acetyl ensulphone derivative 13
9 36.21 642276 | 1.24 1.57 Eletriptan Dimer 2
10 | 36.38 665175 | 1.28 1.58 Eletriptan Dimer 2
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