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'H-NMR of Compound 6
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IR Spectrum of Compound 6
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HPLC purity of Compound 6

APL RESEARCH CENTRE

ANALYTICAL RESEARCH DEPARTMENT
INSTRUMENT ID : RCILAE138 PROJECT NAME : SEP_2012\RClIl AE136
o GAT(1267)25/Gatlfloxacin ' .
Sample D . Diner(MZ=650) Proc. Chnl. Descr : PDA 293.0 nm
= Date Acquired  :  g/18/2012 11:06:53 AMIST
Run Time © 720 Minutes '
- Vial o8 Acg. Method Set . Gatifloxacin_RS
Injection ] ' Date Processed  :  9/18/2012 12:23:02 PMIST
injection Volume:  20.00 ul Processing Method :  Gatifloxacin_RS_Pro
0.507
3 Q ?
1 F. COOH
0,40 H,C |
] Y oCH; N N
1 N N 0 A
0.30] f HsC’
1 HOOC F
2 i Q
0.20- 6
w
] n S
0.10 o b
g L)
0.007 45 FAVARRFAY.Y
000 500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500  60.00
Minutes
Peak Results
RT Area % Area | Name RT Area % Area { Name

(min} | (WV*sec)
160 | 47161 0.21 | Peak24 175111 | 65212 0.30 | PeakdD

{min) | (pV*sec)

]

2| 184 22212 0.10 | Peak25 18 | 53.97 | 48154 0.22 | Peakd1
3 | 19.83( 988357 4,49 | Peak26 19 | 54.28 | 155892 0.71 | Peak42
4 |23.07| 1773743 | 8.05 | Peak27 20| 54.97 5371 0.02 | Peakd3
5 | 38.84| 30405 0.14 | Peak23 21| 5546 | 18107416 | 82.19 | Peakd4
8
7
8
9

3915 38602 0.18 | Peak29 22 | 58.16 | 135755 0.62 | Peak4s
40.69 | 2126 0.01 | Peak30

41.07 9778 0.04 | Peak31

41.43| 23563 0.11 | Peak32
10|41.83| 54284 0.25 | Peak33
11| 42,53 | 237251 1.08 | Peak34

12 1 43.22 5236 0.02 | Peak35

13 j44.28 | 13769 0.06 | Peak38

1414500} 131583 0.06 | Peak3?
15| 48.38| 15729 0.07 | Peak3sd

16 § 49.08 | 238113 1.08 |Peak3id
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VII

13C-NMR of Compound 9

1267621 13C NMR DMSO-DE
100,40 MHz

Tue Sep 18 10:02:03 2012
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HRMS & Elemental analysis of Compound 9
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IR Spectrum of Compound 9
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HPLC Purity of Compound 9

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT1

NETRUNMENT ID: RCH_AE136 PROJECT NAME : SEP_2012\RCI_AE138
I GAT(1267)21/Gatifloxacin
Sample D ‘UH.EF(MZ:)G!SQ) Proc Chnl Descr = PDA 293.0 nm
: Date Acquired 17/9/2012 19:01:30 18T
Run Time 72.0 Minutes ,
i Acg. Method Set Gatifloxacin_RS
izl "3
injection Cate Processed 18/2/2012 10°12:37 IST
1 -
‘fjection Volume : 20.00 ul Processing Method +  Gatiffoxacin_RS_Pro
a0 — e - I i .
1
o -
0 40" F. | COOH 4
HsC }
: N N : . :
. ‘ 0\ \PI:\,J o] j :
5 30+ | E o 4 !
] . | CHs |
= F N .
€ 20 0 A . i
. 1 CHy :
0.10- %
oo T IR
R TR pa e e e I B I e i e
0.00 5.00 10.00 15.00 20.00 25.00 30.00 1500 4000 4500 5006 55006 60.00
Minutes
Peak Results
RT Area - RT Area .
tmin} | (Hvsec) % Area | Name (min) | (\sec) % Area | Name
1 |at1a| 3ss0 0.04 | Peaki 17|57.69] 12487 | 0.11 |Peskis |
2 late3a| 5788 0.05 | Peak39 18| 5860 20839 | 016 | Peak1?
3 4211 5346 0.05 | Peak3
4 |4252] 20000 | 019 |Pesks
5 (4832 70927 0.65 | Peak5
6 {49.60| 25733 | 0.23 | Peaks
7 |s076| 17748 | 016 | Peak?
8 |51.14| 10084051 | 91.71 | Peaks
9 {5223| 37709 | 0.34 |Peaks
10 |52.65] 6281 0.06 | Peakid
11|53.08| 3914 0.04
1215335 3023 0.04 | Peaki?
13 154,98 | 468085 444 | Peakl2
w4 |56.29| 120896 | 110 |Peaki3
15[55.85| 31073 | 0.28 | Peaki4
16]57.04| 35823 | 033 |Peakis
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13C-NMR of Compound 11
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IR Spectrum of Compound 11
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HPLC Purity of Compound 11

PSTRUMENT ID - RCILAE136

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT

PROJECT NANE - SEP_2012\RCII_AE136

ESan‘pie 18]

‘Rui: Time
Visd

‘Injection

GAT{1798)133/Gatifloxacin
DI‘!‘EF((WZ=)T32] Proc. Chil, Deser - PDA 293.0 nm
Date Acquired 171902012 17.48:13 ST
72.0 Minutes . .
5 Acq. Method Set Gatifloxacin_RS
1 Date Processed . 18/9/20129:51:28 IST

irection Volume - 2000 ul

Processing Method : ~ Gatifloxacin_RS_Pro

.50 — J— ﬁ - -
B o ¥
4 40 F. ; COOH .
i oo TN LY i
w307 O\\CJN\) /O A :
= H3C.
= 020~ Y\:T N
HN 2 A 1
HalC
0104 il
o5t
] Tt
C.00
s e e e e e T e TN B i e T s gy
[eR o] 5.00 10.00 15,00 2000 25.00 30.00 35.00 40.00 4500 50,06 55‘_00 50.00
Minutes
Peak Results
RT Area
(min} | (pv*sec) % Area | Name
114043 25985 0.12 | Peak3d
241,44 18527 0.08 | Peakl
314183 | 21379175 | 98,42 | Peak3g
44203 80715 0.38 | Peakal
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HPLC Purity of Compound 14

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT

PROJECT NAME : JUN_2011\WRE_522

INSTRUMENT 1D : ARE_522_FDA

ISample 1D GAT{1267)96/ DiaminoGatifloxacin Proc. Chnl. Descr :  PDA293.0 nm
Date Acquired 54
Run Time 550 Minutes al quire! 61312011 4__29.13 PMIST
ial 29 Acg. Method Set Gatifloxacin_RS_METH
njection 1 Date Processed 6/4/2011 9:28:15 AMIST
Injection Volume :  20.00 ul Processing Method :  Gatifloxacin_RS_PROC
3.50
| $
3.00 iy
] o}
] F. COCH
2.50 . l
HzN“\/\'N .
1 . H
2.00 o
HyG” A
2
< 150 14
1.00
0.50-
B 8
S g
R E .Y S Y. . - .
0.00 5060 10.00 15.00 2000 500 3000 35.00 40',09_ 45.00
Minutes : ’
Peak Results
RT Area
(min) (WV*sec) YeArea Name
1| 245 | - 24081 0.05 | Peakl
2 [ 77| 45200002 | 9964 | Peak?
?ras,as 130549 | 031 | Peaka
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HPLC Purity of Compound 16

APL RESEARCH CENTRE
ANALYTICAL RESEARCH DEPARTMENT

PROJECT NAME : SEP_2012\RCIL AE136

INSTRUMENT ID - RCILAE136

GAT(1283)57/Gatifloxacin

Sarrple D Dimer(MZ=610) Proc. Chni. Descr PDA 283.0 nm
: Date Acquired 17/912012 16:34:56 1ST i
Run Time 72.0 Mnutes _ _ |
Viat 4 Acq. Method Set Gatifloxacin_RS !
o j
Injecion i Date Processed 18/9/2012 10:11:24 18T
ineciion Volume : 20,00 ul Pracessing Method ;. Gatifloxacin_RS_Fro i
€50 — - e B § e - :
0 ;
G 40 9 i
mcm F CcOoH
|
- N NH /\H N .
AR S A |
. M ;
020-} 16 .
| | :
0] % | e |
% &
=g I
v.0n .ﬁ L\lL\" g& ]
0.00 5.00 1000 1500 2000 2500 3000 3500 4000 4500  50.00 5500  60.00
Minutes
Peak Results
RT Area
{min) | {(V*sec) % Avea | Name
1]|41.83| 46545 | 030 |Peak2
2{4255| 7278 | 0.05 |Peska .
3| 46.09 | 15378006 | 99.45 | Peaks
45092 22885 0.15 | Peak7y |
5|5144| 7595 | 0.05 |Peaks
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Impurity mixture of dimers

: APL RESEARCH CENTRE-II
ANALYTICAL RESEARCH DEPARTM ENT

NSTRUMENT ID RCI_AE136 PROJECT NAME SEP_201 2\RCILAE136
Sample ID: Gatifloxacin Dimers Impurtty Mx
Jiak Proc. Chnl. Descr.: PDA 293.0 nm
ak 9 Dete Acquired: 9/18/2012 12:34:14 PMIST
njection : Acq. Method Set: Gatifioxacin_RS
njection Volume: 20,00 ul Date Processed: 9/18/2012 1:48:41 PMIST
Run Time: | .
720Mnutes Processing Method:  catifloxacin_RS_Pro
0.050 = —
:
0.040~
'0.030
0.020
0.010- @ a
- = ! hred
~ e} =
< w
0.000 = N i PR SN | D_L
00104 T T O B B A I iy L B Ly S M A S RN B SURC B
0.00 5.00 10.00 1500 20.00  26.00 30,00  35.00  40.00 4500 50,00 5500  60.00
Minutes
PEAK RESULTS
RT | USP Plate Count | USP Tailing | USP Resolution | RT Ratio Name
1(23.03 23268 131 Gatifloxacin
24187 783805 1.03 46.66 1.82 | Gatifloxacin Dimer (MZ=732}
3|46.13 661209 0.97 20.15 2.00 | Gatifloxacin Dimer (MZ=610)
415120 743010 1.00 21.51 2.22 | Gatifloxacin Dimer (MZ=552)
55554 884483 1.06 17.88 2.41 | Gatifloxacin Dimer {MZ=5650)
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