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PDA Multi 5
0]
PhO,S ., OMOM
H3C
11aE/Z
J
0 : 1
L s e o BB A s s s o LA s e e e PN T e e e s
10.0 125 15.0 17.5 20.0 225 25.0 275 30.0
min
1 PDA Multi 5/218nm 4nm
PeakTable
PDA ChS 218nm 4nm
Peak# Ret. Time Area %
1 18.843 17.247
2 19.483 17.154
h 3 22.411 31.830
4 24.875 33.770
Total 100.000
PhO,S = OMOM PDA Multi 5
HaC
11aE
S = - —— e \L . — =
S e e e e e L A e e e B e A
10.0 12.5 15.0 17.5 20.0 225 25.0 275 30.0
min
1 PDA Multi 5/218nm 4nm
PeakTable
PDA ChS 218nm 4nm
Peak# Ret. Time Area %
N 1 17.210 13.438
2 20.179 80.791
3 22.301 4.248
O OMOM 4 24.675 1.524
Total 100.000
PhO,S =
PDA Multi §
H3C
11azZ
~—— ]
———— T T T T [T T[T
10.0 125 15.0 175 20.0 225 25.0 275 30.0
min
1 PDA Multi 5/218nm 4nm
PeakTable
PDA Ch5 218nm 4nm
Peakit Ret. Time Area %
1 14.487 44.166
2 15.887 55.834
Total 100.000
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mAU R
PDA Multi §
75
50 \
25+ \
/—‘//‘\r . 4_._—/“
0_
12 13 14 15 17 18 19
min
1 PDA Multi 5/218nm 4nm
p
O
PeakTable
PDA ChS 218nm 4nm B PhO,S,,, _, -OMOM
Peakif Ret. Time Area %
1 13381 14,555
2 14.750 27379
3 15.244 23.243 H5;C
4 16918 34.823
Tota 100.000 rac-11bE/Z

AU
" 11bE/Z
400 . J
] /,\
300+
] \
200 \
100-] / \ /
-w
o]
T T T et LA A S s S e

12 13 14 15 16 17 18 19

min

1 PDA Multi 5/218nm 4nm
PeakTable
PDA ChS5 218nm 4nm
Peak# Ret. Time Area %
1 14.785 43.341
2 16.874 56.659
Total 100.000
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mAU

PDA Multi §

25-

L[N O e S (S e e B e B S O S e S B

14 15 16 17 18
1 PDA Multi 5/218nm 4nm

PeakTable
PDA ChS 218nm 4nm

Peak# Ret. Time Area %

1 15.498 30.870

2 17.336 32.771

3 19.559 13.790

4 21.465 22.570

Tota 100.000

rac-11cE/Z

11cE/Z
.
mAU
PDA Multi §
200~
100
0* - T’/\\ R i SO
TR I L O B o, £ i 7B B ) O 0 g e . Bt O N T 2 B e s
14 15 16 17 18 19 20 21 22
min

1 PDA Multi 5/218nm 4nm

PeakTable
PDA ChS 218nm 4nm
Peak# Ret. Time Area %
1 15.488 53.353
2 17.403 43.416
3 19.601 1.586
4 21.503 1.645
Tota 100.000
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PeakTable
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Total 100.000
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Total 100.000 13a
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Formula CalculatedMass ~ mDaError  ppmError RDB
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1 PDA Multi 5/325nm 4nm
OMOM
PeakTable PhO,S
PDA Ch5 325nm 4nm
Peak# Ret. Time Area %
1 37.508 10.239 CHs
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Total 100.000
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PeakTable
PDA Ch5 325nm 4nm PhO2S CH, CH,
Peak# Ret. Time Area %
I 29.135 69.482 = ZCH,
2 34.789 30,518 13d
Total 100.000
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PeakTable
PDA Ch5 325nm 4nm
Peak# Ret. Time Area %
1 31.450 12.405
2 33.269 87.595
Total 100.000
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) PDA Multi 5
1 (S)-enantiomer
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30 35 40 45 50 55 60 65
min
1 PDA Multi 5/325nm 4nm
PeakTable OTHP
PDA Ch5 325nm 4nm
Peak# Ret. Time Area % PhO,S
1 36.632 4.841 CH3
2 43.413 43.792 _
3 56.852 51.366 CHs
Total 100.000 14a
mAU
il PDA Multi 5
200
150-] (R)-enantiomer (S)-enantiomer
100
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0__ g 7 y 4
| T T T T | T T T | T T T | T | T T T T | T T T T
30 35 40 45 50 55 60 65
min
1 PDA Multi 5/325nm 4nm
PeakTable
PDA Ch5 325nm 4nm
Peak# Ret. Time Area %
1 34.384 05.616
2 48.558 3.427
3 55.995 0.957
Total 100.000
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Formula CalculatedMass  mDaError  ppmError RDB
C27 H17 N4 O 413.139688  0.012228 0.029598 21.5
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750

500
1/cm

101



Full Spectroscopy

mAU
50 PDA Multi 5
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1 PDA Multi 5/325nm 4nm
OTHP
(0]
PeakTable PhO,S
PDA Ch5 325nm 4nm
Peak# Ret. Time Area %
1 41.480 3.813 CHs
9 49950 41.129 14b
3 66.505 55.058 L J
Total 100.000
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PDA Ch4 325nm 4nm THP
Peak# Ret. Time Area % O _/ o
1 41.664 95.981 :
9 54.227 3.235 PhO,S
3 66.505 0.784
Total 100.000 CHj
ent-14b
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Formula CalculatedMass ~ mDaError  ppmError ~ RDB
C31 H29 06 497.195865  -0.06542 -0.131578 17.5
C23H33 N2 08 S 497.195215  0.585324  1.177249 85
C30 H26 N4 O2 Na 497.194797  1.002528  2.016362 19.5
C26 H34 06 Na S 497.196832  -1.03212 -2.07588 95
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mAU

20 PDA Multi §
1 (S)-enantiomer

157 /\
] (R)-enantiomer
10+
5_‘ impurity

75 100 125 150

min
1 PDA Multi 5/360nm 4nm
PeakTable OTHP
PDA ChS5 360nm 4nm (@]
Peak# Ret. Time Area % PhO,S

I 60.398 3276 2 CH,
2 64.045 6.704
3 89.756 38.586 = OH
4 124.625 51.435 14c¢

Total 100.000
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1 PDA Multi 5/360nm 4nm
PeakTable
PDA Ch5 360nm 4nm
Peak# Ret. Time Area % CH3
1 29284 5.159
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3 40.731 56.079 14d
Total 100.000
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PDA Chs 360nm 4nm o OTHP
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3 41.092 4.043 CH,3
Total 100.000 ent-14d
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Formula CalculatedMass  mDakError  ppmError RDB
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PeakTable
PDA Ch5 360nm 4nm
Peak# Ret. Time Area %
1 35.451 6.060
2 40.042 39201
3 49.039 54.739
Total 100.000
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Formula CalculatedMass ~ mDaError  ppmError RDB
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mAU
1257 PDA Multi 5
1 . S)-enantiomer
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75 /\
50
& v
0 ’ L Ly J
T T T T I T T T T | T T T T | T T T T | T T T T | T T T T | T T T T
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1 PDA Multi 5/350nm 4nm
PeakTable 0] OTHP
PDA Ch5 350nm 4nm
Peak# Ret. Time Area % PhO,S
1 44.627 4.663 OH
2 51.433 42.145
3 61.993 53.102
Total 100.000 14f
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mAU

(R)-enantiomer

(S)-enantiomer

PDA Multi 5

1 PDA Multi 5/340nm 4nm
PeakTable
PDA Ch5 340nm 4nm
Peak# Ret. Time Area %
1 25.431 43.750
2 27.042 51.512
3 36.072 4.739
Total 100.000
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Formula CalculatedMass  mbDaError  ppmError RDB
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C27 H30 OS5 Na S 489.170617 0.48268 0.986729 12.5
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" 0
PeakTable
PDA Ch5 420nm 4nm PhO,S
Peak# Ret. Time Area %
1 13.642 3.330
2 15.573 1.928 15h
3 18.687 44.894 CH,
4 20.807 49848
Total 100.000
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Formula CalculatedMass ~ mDaError  ppmError RDB
C39H14ONas 553.065758 0.04188 0.075723 325
C26 H27 O5 Na S Br 553.065478 0.3217 0.581666 12.5
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mAU
- PDA Multi 5
1 (R)-enantiomer
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min
1 PDA Multi 5/350nm 4nm
PeakTable
PDA Ch5 350nm 4nm
Peak# Ret. Time Area %
1 30.299 42.671
2 31.840 53.024
%) 34.581 4.305
Total 100.000
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Formula CalculatedMass  mDaError  ppmError RDB
C39H140ONa s 553.065758 0.04188  0.075723 325
C26 H27 O5 Na S Br 553.065478 03217  0.581666 12.5

133



Full Spectroscopy

300-] PDA Multi 5
(R)-enantiomer

| (S)-enantiomer

20.0 225 25.0 27.5 30.0
1 PDA Multi 5/350nm 4nm

PeakTable
PDA Ch5 350nm 4nm
Peak# Ret. Time Area %
1 23.630 96.748
2 26.951 3.252
Total 100.000
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Formula CalculatedMass ~ mDaError  ppmError RDB
C21H13 04 329.080836 -0.8355  -2.538892 15.5
C19H14 04 Na 329.07843 1.06976  4.770139 12.5
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PeakTable Q
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Peak# Ret. Time Area %
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Formula CalculatedMass  mDaError  ppmError RDB
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<Chromatogram>
C:\LabSolutions\Data\Javi\PR-234-B\Cr-GI\71-75\Cr-GI-71-75-2.Icd
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1 PDA Multi 5/218nm 4nm
PeakTable
PDA ChS5 218nm 4nm
Peakf Ret. Time Area %
1 13.265 50.162 OMOM
2 13.794 49.838
Total 100.000 /
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N
18a |
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154




Full Spectroscopy

OMOM

€'t L

16T —
8£'IJ/”
51

.

i

ey

=o't

0.0

0.5

25 2.0 15 1.0

3.0

T
4.5 4.0

f1 (ppm)

T
5.0

155



Full Spectroscopy

OMOM
b
PhO,S 6
N CHs;
18b CHs

or'LC —

€9'68 —

€199 -
0Z°'/9 -~

09'9L
Y<LL k =

L8LL T
£€'8L f

L2796 —

156

10

20

30

40

50

60

100

110

120

130

140

150

160



Full Spectroscopy

oo,
N

85

75—

T
2400

4000 3600 3200 2000 1600 1400 1200 1000 800 6
GZ-66-85 1/em
OMOM
=
PhO,S._~q
AN CHs
18b CH,

500+ 373.1066

20 M+Na

400

350
. 300
g
3 250+
g Cr-GZ-66-85
= 200

150+

100+

2830803 351.1253
50
0 ’ J\ ; n s gl A A ” iy ; : " : i Mo i o
100 150 200 250 300 350 400 450 500 550 600 650 700 750
miz, amu

Formula CalculatedMass  mDaError  ppmError RDB
C16H21N2O7 S 373.1064 0.200444  0.537229 6.5
H17 N14 08 S 373.106902 -0.302132 -0.809773 -0.5
C16H17 N6 O3 S 373.107737 -1.136868 -3.047028 11.5
C14H18 N6 O3 Na S 373.105332  1.268392  3.399538 8.5
C18H2205Na S 373.108017 -1.417  -3.797837 7.5
C12H13N1208S 373.105051  1.548524  4.150347 12.5
C3H18N12 6 Na S 373.10852 -1.919576  -5.144838 0.5
C27 H17 S 373.104549 2.0511 5.497348 19.5
C13H22N2 O7 Na 8 373.103994 2.605704  6.983795 3.5
C19H18 N4 ONa S 373.109354 -2.754312  -7.382094 125
C1MTH17N8 OS5 S 373.103714 2.885836  7.734604 75
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Formula CalculatedMass ~ mDaError  ppmError RDB

C21H25N6 04 S 457165252 -0.251828  -0.550846 125
C15 H26 N6 C9 Na 457.165348 -0.347968 -0.761142 55
C28 H25 06 457.164565 0.43474  0.950947 16.5
C23 H30 06 Na S 457.165532  -0.53196  -1.163605 8.5
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1 PDA Multi 5/210nm 4nm
P
PeakTable
PDA Ch5 210nm 4nm R
Peak#f Ret. Time Area %
1 19.141 1.612
2 20.775 0.527
3 26.527 19.707
1 37.486 48154
Tota 100.000
mAU
PDA Multi 5
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0 T v
——— ‘ ; . —————]
20 25 30 35 40
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1 PDA Multi 5/210nm 4nm
P
PeakTable O
PDA Ch5 210nm 4nm
Peak# Ret. Time Area % P h OZS
1 17.557 43.999
) 20.595 42.994 H
3 26.682 5.655 ~,, OTHP
1 37.883 7351 /
Total 100.000 CHO
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Formula CalculatedMass  mDaError  ppmError RDB
C31 H29 06 497.195865 0.13458  0.270678 17.5
C23 H33 N2 08 S 497.195215  0.785324  1.579504 8.5
C26 H34 06 Na § 497.196832  -0.83212 -1.673624 9.5
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mAU
| PDA Multi 5
1500+
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0 . L L J
T T | T T T T [ T T I T | T T T T | T T T T | T T T
20 30 40 50 60
min

1 PDA Multi 5/210nm 4nm

PeakTable
PDA Ch5 210nm 4nm
Peak# Ret. Time Area %
1 19.688 50.436
2 25.454 44.540
3 46.618 1.631
4 53.177 1.672
5 61.389 1.720
Total 100.000
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Formula CalculatedMass  mDaError  ppmError RDB
C27 H30N4 O3 Na S 513.193084 -0.084072 -0.163821 14.5
C35 H26 N2 O Na 513.193735 -0.734816 -1.43185 235!
C32 H25 N4 03 513192117 0.882628  1.719874 225
C28 H33 07 S 513194152  -1.15202 -2.244806 125
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Peak# Ret. Time Area %
1 26.868 8.619
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4 10.560
5 289011
6 35.290
Tota 100.000
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PeakTable
PDA Ch5 210nm 4nm
Peak# Ret. Time Area %
1 16.837 2.056
2 39.465 97.944
Total 100.000
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mAU
PDA Multi §

500+ ) (R)-enantiomer

(S)-enantiomer
250
0 | T T T T | I T T T T I T T T J T T T T | T ¥ T T

27.5 30.0 32.5 35.0 875 40.0
min

1 PDA Multi 5/360nm 4nm

PeakTable
PDA Ch5 360nm 4nm
Peak# Ret. Time Area %
1 31.235 31.871
2 35.088 68.129
Total 100.000
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Formula CalculatedMass  mDaError  ppmError RDB
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1 (S)-enantiomer
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min
1 PDA Multi 5/325nm 4nm
OMs
(0]
PeakTable PhO,S
PDA Ch5 325nm 4nm
Peak# Ret. Time Area %
1 17.968 18.963
2 23177 81.037 39
Total 100.000

302




Full Spectroscopy

§8°0
980
88'0
680
160
<60
€6'0
ST~
9E'T ¢
Tb'I{
1z
85T
09'T
€91
$O'T
S9'1T
99°'1
L9°T
L9°T
L1e
L1C
61'¢
0cc
T¢'C
e
€e'e
€Le
PLT
947 1
LL7T
A%
P €1
9'¢
9°€ 1
8+°€ 1
§9°¢
99°€ 1
8T'¥ 1
0Z'% 1
T1¢%
'S -
9T’L
L8,
85/

0.0

0.5

1.0

15

2.0

25

3.0

o't
10°T
0T -
20T

3.5

T
4.0

—————— =TT

4.5
f1 (ppm)

T
5.0

) 100°1

65°L
89°L
89°L
69°/L
0L,
1L
£€8°L
€8,
S8/
S8'L

e [~
fn
T

303



Full Spectroscopy

11°0¢

09"[2\ L
10°¢¢

8" €¢C l

9/°€¢
¥6'8¢
BE'6C
LE°0E
LLPE
6T’ LE
S/'8€E
£5°9¢%

—_——e

£0°0L
80°GL \
£8'9L

PO LL
ST¢LL

PL'86 —

L0°6CT
0z6ect }
LTYET ~
SpLeT

66'C0C —

304

60 50 40 30 20

70

200 190 180 170 160 150 140 130 120 110 100 90
f1 (ppm)

210



Full Spectroscopy

100
%T
90 - ”“th
70 Begr® o '
N-olss P S
83388 8 g
XN ) 9: ™
o0
© * @
N & NS
60 ] ~-q
& 3 w©
8 5 x3
o 8 ¥ ER o
& 5 = .
=l B o
~74000. 13750 “3500 . 3250° '3000" 2750 2500 2250 2000 1750 1500 1250
6 457.1639
850
800 GASI-29-1
750
700
98.1270
650
4522095
600 3% 326.1935
550 _-254.1531
2
5 500
Z 450
g 4004 226.122 i
350
o~ 239.0740 282:2780 323.21111 IBiteA
_-333.1154)
= Basaop7 2 2 1P%® 30p.1484 370.1797
2007 208.1322 M+H 410.1616
150 360.17 413.2663
100y, 21 09°0285.0040 270 1437 aogfaper | 1125 4321424 459.1643
50|
o LI hllu.lwl“ | f I il L
200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
m/z, amu
Formula CalculatedMass ~ mDaError  ppmError RDB
C17H20N4 O Na S 351.125004  0.495608 1.411482 9.5
C18H23 05 S 351.126072 -0.57234  -1.630013 7.5
C16 H24 O5 Na S 351.123667 1.83292 522012 4.5
C19H19N4OS 351.12741 -1.909652  -5.438651 12.5
C13H23N2O7 S 351.12205  3.450364 9.826568 3.5

‘_ﬂ
©
<ol
Yoow
T
N oo 2
5 ®3.- 3%
0 2
oe L
AT I
N~ C
o of <
0 ©r~
+ NN
ND T O
s YN
T O~ o
® o
SR
=

1000 750 500

522.4299

520

305



Full Spectroscopy

306

b
4
A
//
v
/./
e
r
//
T T T TT T T TT] SRR AR A R T
8 7 6 5 4
ppm
(e
HO H
H (@]

0.5

1.0

1.5

2.0

25

3.0

3.5

4.0

4.5

5.0

55

-6.0

6.5

70

7.5

8.0

8.5

ppm



Full Spectroscopy

5 o P

[T T

8

LI L

7 6 5 4 3 2 1
ppm

307

-~ 16

24

32

40

— 48

56

64

72

80

88

= 96

104

=112

120

128

- 136

144

ppm



Full Spectroscopy

l | J o Mo

= 10

= 20

- 30
~ 40
-~ 50
- 60
70
80
~ 90
100
- 110
=120
— X1’} = 130
150
160
- 170
180
190

200
. “ Q & E

3 ) B S {1 o L2 o L 2 O L L R N P O 5 T o I R L 7 0y
T T T T T T T T I T T T T T T [

8 7 6 5 4 3 2 1 0
ppm

308

ppm



Full Spectroscopy

| S G G W " POl "

il

MIVl\Hl TIT ‘IVII‘VI‘I'T T ‘I\ V[IIIVET'III lIlIIlII'\Il I!III ITI\I-II‘IH‘IIIII II!H‘VIII]! IIIIT Tllll\“lll[ T”llw”]l”“llll \IIIlllH]lI !lIH |TIH"I!I[| I)lll ll!”‘!

LU Y 2 15 1 B

5

TTT T T T TTTT

4
ppm

411

H
SO,Ph

T LIt e e T

2

309

o

o
3

-
o

-
)

N
o

N
&)

w
o

w
&)

»
o

»
&)

a
(=]

o
1§)

g
=)

b
)

P
o

N
3}

®
o

o
3}

ppm



Full Spectroscopy

mAU A S S —
PDA Multi 5
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e —_\\
o+— — — e b T b3
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min
1 PDA Multi 5/210nm 4nm
s 3
PeakTable HO o
DA Ch5 210nm 4nm = H
Peakif Ret. Time Area % /1)
1 12.634 95.502
2 16.055 4.498
Total 100.000
l i o
41 SOsPh
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PeakTable
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O
HO H
[ON
DI
SO,Ph
41r
373.1464 408.1834
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7004
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550
¥ 500 M+Na
5 4507 413.1395
£ 400
H]
£ 3504
300+
0 390.1732 | | 429.1134
200
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0 Llithcspoiti] ! gl \ il e oLl .‘LL’L\‘ el gl
180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560
m/z, amu
Formula CalculatedMass  mDaError  ppmError RDB
C21H26 O5Na S 413.139317 0.18284  0.442562 8.5
C27 H17 N4 O 413.139688 -0.187772 -0.4545 21.5
C26 H21 O5 413.13835 1.14954 2782446 16.5
C22H22N4 ONa § 413140654 -1.154472 -2.794384 135
C18H25N2O7 S 4131377 1.800284 4357564 7.5
C25 H18 N4 O Na 413137283  2.217488 53674 18.5
C23H25058S 413.141722 -2.22242 5379338 115
C17 H26 O10 Na 413141819 -2.31856 -5.612044 45
C24 H22 O5 Na 413.135945 355648 8604346 135
C24H21N4OS 413.14306 -3.559732 -8.616284 16.5
C30H218 413.135849 3.65094  8.837052 20.5
C18 H22 N4 O6 Na 413143156 -3.655872 -8.84899 9.5
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Peak# Ret. Time Area % N
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Total 100.000 41r
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