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X-ray structure of 5b-(DL)

CCDC 2164606

Ellipsoid probability 50%



Datablock: rd46
Brief crystal data of

compound Sb-(DL) Bond precision: C-C = 0.0046 A Wavelength=0.71073
Cell: a=11.1250(4) b=13.0700(6) c=14.0121(6)
alpha=77.779 (4) beta=79.315(3) gamma=84.970 (3)
Temperature: 296 K
Calculated Reported
\ N Volume 1954.23(15) 1954.23(15)
N Space group P -1 P -1
Hall group -P 1 -P 1
HN Moiety formula C44 H30 N4 03 [+ solvent] Cc44 H30 N4 03
PhthN Sum formula C44 H30 N4 O3 [+ solvent] C44 H30 N4 03
e Mr 662.72 662.72
, Dx,g cm-3 1.126 1.126
z 2 2
Mu (mm-1) 0.072 0.072
N F000 692.0 692.0
Ph F000’ 692.28
5b-(DL) h, k, lmax 16,19,21 15,19,21
Nref 14457 12475
Tmin, Tmax 0.974,0.982 0.788,1.000
Tmin’ 0.972

Explanation for an observed ‘A’ alert:

Out of all the trials of crystallization to obtain a suitable crystal for X-
ray

structure analysis, a suitable and best available crystal

was identified and subjected to

X-ray structure analysis and it was diffracting at just an acceptable
level.

Hence, one of the ‘A’ level alert is indicated in the checkcif data.

We tried to get the structure to establish the stereochemistry,

we used the best available crystal to collect the data.

However, as indicated by a crystallographer, the existing data seems to
be

good enough for the structure establishment, which is the main aim of
this SCXRD experiment using the compound 5b-(DL).

Correction method= # Reported T Limits:

AbsCorr = MULTI-SCAN

Data completeness= 0.863

R(reflections)= 0.0744

S = 0.897

3673)

Tmin=0.788 Tmax=1.000

Theta (max)= 32.789

wR2 (reflections)=

0.2895( 12475)

Npar= 460



X-ray structure of 7c-(DL)

CCDC 2164605

Ellipsoid probability 50% p



Brief crystal data of
compound 7c-(DL)

Datablock: rd134

Bond precision:

Cell:

Temperature:

Volume
Space group
Hall group
Moiety formula
Sum formula
Mr

Dx,g cm—-3

Z

Mu (mm-1)
FOO0O0

FO00O0’

h,k, lmax
Nref

Tmin, Tmax
Tmin’

Correction method= # Reported T Limits:

C-C = 0.0040 A

a=11.0633(6)
alpha=90
296 K

Calculated
2958.5(3)

P 21/n

-P 2yn

C36 H30 N4 03
C36 H30 N4 03
566.64

1.272

4

0.082

1192.0
1192.49
16,28,22
10883
0.972,0.984
0.972

AbsCorr = MULTI-SCAN

Data completeness= 0.885

R(reflections)= 0.0775( 3860)

S =1.001

Npar= 390

b=18.6689(10)
beta=99.768 (5) gamma=90

Wavelength=0.71073

c=14.5350(8)

Reported
2958.5(3)
P121/n1

-P 2yn

C36 H30 N4 03
C36 H30 N4 03
566.64

1.272

4

0.082

1192.0

15,27, 21
9634
0.997,1.000

Tmin=0.997 Tmax=1.000

Theta (max)= 32.725

wR2 (reflections) =
0.2813( 9634)
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SpinWorks 4: RD-1019-REP-1
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SpinWorks 4: RD-1019-REP-1
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SpinWorks 4: RD-1015
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SpinWorks 4: RD 1015
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SpinWorks 4: RD 1011
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SpinWorks 4: RD-1011
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SpinWorks 4: RD 117 RE
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SpinWorks 4: RD 117 RE
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C13CPD CDCI3 {D:\Spectra} nmr 17

SpinWorks 4: SAB 157
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C13CPD CDCI3 {D:\Spectra} nmr 17

SpinWorks 4: SAB 157
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SpinWorks 4: rd-112-re-1
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SpinWorks 4: rd-112-re-1
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SpinWorks 4: rd-112-re-1
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SpinWorks 4: rd-112-re-1
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SpinWorks 4: rd-112-re
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SpinWorks 4: rd-112-re
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SpinWorks 4: RD 341 RE

1H

3.0935
3.1106 ——
3.7963
4.0814
4.0982
4.1140
4.1401
4.1623

43348

¥

JREnER

P @DXDE
R
VTN
P OO
N DU

11c

2.134

3.123

3.454

1.028
1.032

1.000

243

10

PPM




SpinWorks 4: RD 341 RE
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SpinWorks 4: RD 341 RE
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SpinWorks 4: RD 341 RE
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3.0935 —~__
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SpinWorks 4: SAB 158

C13CPD CDCI3 {D:\Spectra} nmr 18
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C13CPD CDCI3 {D:\Spectra} nmr 18

SpinWorks 4: SAB 158

— T
=
108.271 —~_ = O

108636 —~— O

|

116.133 —

118.714

119,327 ——
120.311 —_
121.108 —
121.309
122.472

122,956 —/

125.399 — —
125.500
127.067 ——
127564 —/

131.082 —
131.768 —

133.555 —
134.118

135.975 —
138.001 —

140.191 —
141.112 —

| Hl] L

147.810 —

168.314 — i
169.431 —

100

248

110

120

130

140

150

160

170

PPM



SpinWorks 4: rd-47-re-3
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SpinWorks 4: rd-47-re-3
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SpinWorks 4: rd-47-re-3
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SpinWorks 4: rd-47-re-3
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SpinWorks 4: rd-47-re-3
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SpinWorks 4: RD 47 REP 1
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 54

SpinWorks 4: RD 47 REP 1
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SpinWorks 4: rd-48-re-3
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SpinWorks 4: rd-48-re-3
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SpinWorks 4: rd-48-re-3
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SpinWorks 4: rd-48-re-3
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SpinWorks 4: rd-48-re-3
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SpinWorks 4: RD 48 REP 2

o

C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 48 REP 2
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SpinWorks 4: rd-128 rep
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SpinWorks 4: rd-128 rep
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SpinWorks 4: rd-128 rep
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SpinWorks 4: rd-128 rep

2.9848 —
3.0033 —

3.5035
3.5198

3.5319
3.5381
3.5446 ——
3.5563 —
3.5742 —

2

2.110

14a

1.074

2.009

3.291

266

3.0

3.2

3.4

3.6

PPM



SpinWorks 4: rd-128 rep
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 5

SpinWorks 4: RD 128 REP
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 5

SpinWorks 4: RD 128 REP
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SpinWorks 4: RD 175
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 175

7.8935 — 1.062

7.9825 — 1.085
8.0016 —

8.0608 — 1.056
8.0813 —

8.1177 — 0.960
8.1388 —

8.2759 — 0.977
8.2993 —

8.5854 —— 1.048
8.5959 —
O
O
— I
Zoi? O A
8.6983 — o) 1.014

8.7187 —

15a

271

7.8

8.0

8.2

8.4

8.6

8.8

PPM



PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 175

7.2853 —

7.3377 —
7.3467 —

7.3587 —
7.3682 —
7.3787 —
7.3900 —

7.4198 —

7.4397 —

7.4616 —

7.4797 —

7.5000 —

7.5852 —
7.5936 —
7.5988 ——
7.6047 —

7.6737 —
7.6823 —

7.6937 —

15a

3.443

3.402

2.218

2.089

272

7.20

7.30

7.40

7.50

7.60

7.70

PPM




PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 175
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 175
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 26

SpinWorks 4: RD 175
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 26

SpinWorks 4: RD 175
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SpinWorks 4: RD 162
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 14
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 14

SpinWorks 4: RD 162
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 14

SpinWorks 4: RD 162
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SpinWorks 4: RD 162

1.2796

1.3079 W

1.3343 ——

1.3692 — 4.264
1.4016 —

1.4480 —

1.5781
1.6013
1.6188 ——

1.854

;

1.7489

1.8145 9.036
1.8372

1.8565 %

1.8801 —\— 2.024

1.9053 — =
1.9320 —

2.9254
2.9422 # 1.954
2.0537 -

ww
&
383
/X
16a

34716 —= 1.047

3.6243 —\ = 1.949

28®

1.2

1.6

2.0

2.4

2.8

3.2

3.6

PPM




C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 162
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 162
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SpinWorks 4: RD 162
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SpinWorks 4: RD 169
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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SpinWorks 4: RD 169
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 42

SpinWorks 4: RD 169
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: rd-116-rep-2
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: rd-116-rep-2
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: rd-116-rep-2
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: rd-116-rep-2
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: rd-116-rep-2
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SpinWorks 4: RD 166
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8

SpinWorks 4: RD 166
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8

SpinWorks 4: RD 166
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SpinWorks 4: RD 166
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8
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SpinWorks 4: RD 166

C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8

SpinWorks 4: RD-1016

1.5350
1.5524 —

1.7606

g

AT

2.8893
2.9080
3.0406
3.0236
2.9246

5:88%3

3.6678
3.6863
3.7033
3.7230

=

3.308
9.457

2.301

1.108

T

1.069
1.086

0.998

3083

10

PPM




SpinWorks 4: RD-1016
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8

SpinWorks 4: RD-1016
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8

SpinWorks 4: RD-1016
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SpinWorks 4: RD-1016
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 8
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SpinWorks 4: RD 1016

—
<

C13CPD CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu
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C13CPD CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 41

SpinWorks 4: RD 1016
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SpinWorks 4: RD 81

PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 81
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2

SpinWorks 4: RD 81
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SpinWorks 4: RD 81
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 2
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SpinWorks 4: SAB070707

C13CPD CDCI3 {D:\Spectra} nmr
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SpinWorks 4: SAB070707
C13CPD CDCI3 {D:\Spectra} nmr 40
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SpinWorks 4: RD 182
PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 43
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 43

SpinWorks 4: RD 182
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1.123

1.017

1.134
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7
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 43

SpinWorks 4: RD 182

7.2847 —

7.3243 —
7.3343 —

2.160
7.3531 —

7.3711 —

7.4126 —

7.4316 —

7.4475 —

4.328
7.4669 —
7.4863 —

7.5061 —

Me
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 43

SpinWorks 4: RD 182

0.9076
0.9253 W 3.540
0.9433 —

1.3315 — 2.379
1.3593 —
1.3938 —

1.7571 — 9.161
1.8257

1.8537 W

1.8897 ~ 2.312
1.9097 —

1.9416 —

2.9575 —— 2.058

3.5371 / 0.999
35611 ——

Me

0.8
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1.2

1.6

2.0

2.4

2.8

3.2
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SpinWorks 4: RD 182

13.973 —

20.605 —

28.286 —

38.666 —
42.384 —
46.342 —

76.683
77.000
77000 -\

83.632 —

116.131
116.259
116.318
118.316
119.503
121.283
121.324
122.794
125.630

138:364
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 44

SpinWorks 4: RD 84

1.2186
1.2307
1.2411

0:4944

1.3063
1.3129

1y
LB

le=—+—-

3.8662

3,8828

8,2826 —
8.1529
8.1722
8.5395
8.5435
8.5500
8.5540
8.7480
8.7509
8.7668
8.7697

9.6898 —

§

X

|
N
NH

LI

18f

0]

Me

ML )

3.342

W
WK

2.438

2.105

1.075

1:689

1.046
1.066

1.000
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 44

SpinWorks 4: RD 84

Z
% w R,
— T

8.0791 — - O -
8.0830 o) ® 2.063
8.1001 —~
8.1046
8.1046
8.1529 — 1.059
. [0}

=

8.5395 —— 104
85435 - 046
8.5500 \

8.5540

87509 1.066

m.wmmm%
8.7697 e
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 44

SpinWorks 4: RD 84

7.2751 —

7.2857 —
7.2950 —

7.3047 —

7.3150 -~
7.3179 —

7.3352
7.3395 -
73454 —
7.3499 —
73543 —

7.3660
7:3708 ——
73748 ——

7.4047 —
7.4139 —

7.4346 —_
7.4395 —
7.4432 —

7.4529 —

7.4604 ——
7.4637
7.4711 ——
7.4739

7.4891 —

7.5078 —

7.5284 —

7.5689 —

7.5876 —

7.6074 —

18f

Me

0.975

3.037

1.993

2.220

3.232

2.254
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 44

SpinWorks 4: RD 84

Me

2.9862 — 2.105
3.0050 —

3.4774

3.4943 W

3.5073 — 1.075
35179 —
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2.6
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 44

SpinWorks 4: RD 84

0.8438
0.8618 W
0.8705 ——
0.8788 ——

1.2186

1.2307 W
1.2411 -
1.2547 —_
1.2713 —_
13195

1.3302 W
1.3406
1.3506 ——
1.3670 —_
1.3788 —
1.3946 ——

1.4132 —

Me

18f

3.342

1.117

3.354

2.438

0.8
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SpinWorks 4: SAB070708

C13CPD CDCI3 {D:\Spectra} nmr 41
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SpinWorks 4: SAB070708
C13CPD CDCI3 {D:\Spectra} nmr 41
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SpinWorks 4: SAB070708

C13CPD CDCI3 {D:\Spectra} nmr 41
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SpinWorks 4: RD 85

0.8453
0.8626
0.8777
1.2339
1.2737
1.3028
1.3255
1.3264
1.3359

"

16288

N

8.0719

8.0925
8.1141 %
8.1598
8.1790
8.5384
8.5438
8.5484

8.7622
8.7810

Me
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3.337
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2.192

2.143

1.075

1:38
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1.019
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SpinWorks 4: RD 85

8.0719 —
8.0925 —
8.1141 —
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8.7810 —
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SpinWorks 4: RD 85

7.2900 —

7.3027 —
7.3126 —

7.3265 —

7.3459 —
7.3578 —

7.3784 —

7.4110 —
7.4203 —

7.4379 —

7.4578 —

7.4734 —

7.4908 —

7.5104 —

7.5288 —

7.5711 —

7.5897 —

7.6086 —
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SpinWorks 4: RD 85

2.9881 —
3.0065 —
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3.5201 —

3.5392 —
3.5584 —
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SpinWorks 4: RD 85
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0.8626 —
0.8777 ——
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SpinWorks 4: SAB100705

<t
—
—

£

C13CPD CDCI3 {D:\Spectra} n
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SpinWorks 4: SAB100705
C13CPD CDCI3 {D:\Spectra} nmr 14
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35

SpinWorks 4: RD 194

0.8559
0.8735
0.8892
1.2537
1.2853
1.3029

13583

1.8591
1.8879

14852

-

3.89988 —
3.5019
3.5214
3.5382
3.5610 —

3.7380 —
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L o))
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Me
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35

SpinWorks 4: RD 194

8.0211 —
8.0417 —

8.0871 —

8.1226 —
8.1418 —

8.5499 —
8.5602 —

8.7765 —
8.7955 —

Me
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337

8.0

8.2

8.4

8.6

8.8

9.0

PPM



7.10
338

PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35

SpinWorks 4: RD 194

7.2397 —

7.2583 —

7.2834 —

7.3037 —

7.3221 —
7.3339 —

7.3553 —

7.3967 —

7.4173 —

7.4363 —

7.4663 —
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35

SpinWorks 4: RD 194
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0.8735 —\_ O 3.299
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—= 2 ()
o) o
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13029 % I S
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1.9232 —— 2.184
1.9692

2.9988 —
3.0172 — // 2.119
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35

SpinWorks 4: RD 194

13.999

22.535 —

27.493 —
268.830 —
31.680 —

36.814 —

42.795 —
46.718 —

76.682
77.000
77000 -\

108.221
108.311
116.280
118.507
118.806
120.170
121.177
121.238
122.532 ——
122.849
125.398
125.419
127.156
127.642
134.305
134.674
136.003
138.057
s
147.703
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170.768 —
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SpinWorks 4: RD 194
C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 35
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

0.8594
0.8769 %
0.8934
1.2213 3.469
35
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7.9366 —

7.9742 —
7.9932 —

8.0386 —
8.0591 —

8.2042 —
8.2253 —

8.2992 —
8.3198 —

1.020

1.101

1.090

1.040

1.022

1.057

7.8
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

7.2840 —

7.3201 —

7.3335 —
7.3378 —

7.3531 —

2.175

7.3729 —

7.4088 —

7.4290 —

7.4498 — 4.457

7.4672 —

7.4859 —

7.5053 —

Me
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

2.9185 —
2.9383 —
2.9585 — 2.105
2.9771 —
2.9917 —
3.0091 —
3.0278 —

3.4641 —
wm_.mow - 1. 7
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3.5213 —

3.5401 — O \ m
O

Me
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

0.8594 —
0.8769 —_
0.8934 —

3.469

1.2213 —

1.2633 —
1.2933 —

14.70

9.233

2.018

Me

0.6
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

14.046 —

22.583
27.462
28.273
29.203
29.441
29.459
29.510
31.777 —

36.503 —

42.644 —
46.375 —

76.682
77.000
77000 -\

83.605 —

150.963

170.485 —
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195

116.122 —_
116.250
116.334

118.308 —

119.495 —

HNH.NN@
121.302 v
122.779 —

125.638 —
125.960 —/—

Bm.mﬂ\
Bm.mmw %
127.175
127.674
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138.078 —
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 32

SpinWorks 4: RD 195
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193

I
350 0

NA NoUT
I
8

0.8907
0.9079 %
0.9228
1.2381 3.246
1.2195 %
1.2693
12887 L < 2629
17594
L
HMNHL % 9.497
2.049
15888 — N
¥
h886E — N5 2uol
_ 1.045
34580 — .
A
=
/ o
o
: — 2.323
= ~
il = o 3
7.9388 — s 198
8.0523 — U 1.04
8.0729 1:04
8.1957 % h
8.2168 . 1.062
8.2942
8.3148 N 1.041
8.5811
8.5911
8.7341
8.7529
9.6712 . =L 0.999
[0)]
=

PPM



PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193

1.095
7.9292 —
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/ o
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O
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)
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193

7.2845 —

7.3314 —
7.3390 —
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Me
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193

1.7594 — 9.497

1.8265

1.8542 -\

1.8714 -\

1.8861 = 2.049
1.9048 —

19283

2.9524

50862 / Nl% 2.110
3.0082 O :
3.0207 — —= T O

18

3.4532 —
3.4789 — 1.045
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193
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C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3

SpinWorks 4: RD 193
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SpinWorks 4: RD 193
C13CPD256 CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 3
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SpinWorks 4: RD 207 RE
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SpinWorks 4: RD 207 RE
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SpinWorks 4: SAB 156

C13CPD CDCI3 {D:\Spectra} nmr 16
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C13CPD CDCI3 {D:\Spectra} nmr 16

SpinWorks 4: SAB 156
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PROTON CDCI3 /opt/topspin3.5pl2/nmrdata nmrsu 15

SpinWorks 4: RD 219
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Sample Name: RO46-FPA-55:45-I1CFR1; Date Acguired: 28-09-2020 11:43:38
IST: Vial: 1; Injection: 1
The HPLC of compound Sb-(DL)was
Peak Summary with Statistics . . . .
Name: determined using the Daicel Chiralpak IC
N |V | e | A= [ o column, hexane/i-PrOH (55:45), flow rate 1.0
1 RD-46-PA-SS45-IC-FR1| 1 1 26234 | 41738068 5145 | 458622 . .
P P e ey D B et e Rty s mlL/min, UV detection at 254 nm, ¢, =15.75
e DT min, £,= 26.23 min.
5 Dew. TALT 487
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Sample Name: RO-378-R1-T 1-PA-S5451C-FR1;
14:18:53 IST: Wial: 1; Injection: 4

Peak Summary with Statistics

sl

S mm am

S0.00

Diate Acquired: 28408-2020

Name:
me Wial |y rﬁl-f:ﬁ;] Area | % Area | Helgnt
1 |RO-TERETHRASE4HC-FRI |1 | o  2ese0| seesmnz | 9713 | sooem
2 | RO-TERITHRASSASICFRI|1 | 2| 17213 teesdss| 285 | %12
Mean 73.3%
51, Dew 8731

The HPLC of compound 5b-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (55:45), flow rate 1.0
mL/min, UV detection at 254 nm, 1, = 17.21

min, £,= 29.56 min. Jas
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Sample Mame: RD-377-R1-FPA-S5:451C-FR1;

12:37:58 I1ST: Wial: 1; Injection: 2

Peak Summary with Statistics

Date Acgquired: 28-08-2020

Name:
Sr-?:: via | iny 'I'Iir;t::i;rﬁ: Area | % Area | Hegre
1 |ro-ar-Ripassessicrri (1 | 2] mam| smem| 35| e
2 | RO-IT-RIPASSASICFRI| 1| 2 16783 | 30733688 | 685 | 53T
Mean 250
Sil. Dex 8215

The HPLC of compound 5b-(D) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (55:45), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 16.78

min, #,= 28.40 min. 450
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Sample Name: rd 174-R2- hexipa 5050 icfr1; Date Acquired: 21-03-2022
16:16:58 IST; Vial: 1; Injection: 2

Peak Summary with Statistics

Name:
Sample vial [inj | B0 | e | % Area | Height
Mame Tirme {min)
1 rd 174--R2- hexipa 5050 icfr1 | 1 2 £7.024 | 20851141 | 5078 | 108334
2 rd 174--R2- hesipa 5050 icfr1 | 1 2 31056 | 23030083 | 4020 | fTeasd
Mean M
St Dew 1120

The HPLC of compound Sc-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 31.05
min, ¢,= 47.02 min. 490
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Sample Mame: rd 1007 —-R1- hexipa 5050 icfr1;

o 1
10.00

15:03:52 I5T; WVial: 1; Injection: f

Peak Summary with Statistics

510

o] o+ ot o1 o | |
G0.00 70O

Date Acquired: 21-03-2022

The HPLC of compound 5c¢-(L) was

Name:
ngn‘f’: Vial | iny Tﬁr:ﬂ':l':] Area | % Area | Heght
1 |rowor-r1- nespazasoers |1 | 1 5505 | seostizz| esse | osame
2 |rot0o7-R1-hepasosaiem |1 | 1 ancen| asetees| 434 aeims
Maan 33573
5¥. Dev 1212

determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 30.95

min, ,= 46.80 min. .
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Sample Mame: RD-57-DL-MNWA 1C 5545; Date Acguired: 23-10-2020 12:42:00

IST; Vial: 1; Injection: 7

Peak Summary with Statistics The HPLC of compound 6a-(DL) was
— Name: _ determined using the Daicel Chiralpak IC
— - 'r: L ; h‘:a ::ﬁ column, hexane/i-PrOH (55:45), flow rate 1.0

2| Teans| w7 tent mL/min, UV detection at 254 nm, t, = 15.41

hzan X431

s Dex 705 min, [ = 2545 min. 492
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Sample Mame: RO-478-L-MVA 1C 5545;
IST:; Wial: 1; Injection: 8

L T
2500 LE

I T

Peak Summary with Statistics
Mame:
5:;_"‘; via | Iy Tﬁrj's?”':':] Ar=a | % Area | Hegnt
1 RD-S75-L-NWVA IC 3545 | 1 ] 25,804 | 4726351 orE2 | 49577
2 RD-Z75-L-NVA K55S | 1 g8 1EE7S | 1158414 T38| 23S
Ihaan X1.740
5. D 7.152

Awnans

T rr1
4000 4500

Date Acquired: 23-10-2020 13:23:38

The HPLC of compound 6a-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (55:45), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 15.67

min, #,= 25.80 min. 493
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Sample Mame: RD-245-0D-MNVA |1C 5545; Date Acguired: 23-10-2020 18:05:53
IST; Vial: 1; Injection: 12
Peak Summary with Statistics The HPLC of compound 6a-(D) was
— e determined using the Daicel Chiralpak IC
. Wid | In r"l.el'- m Arza StArea | Helght . .
S LA R S R B column, hexane/i-PrOH (55:45), flow rate 1.0
z |[RD2SDNACHE |1 |12 57| mewil| | s mL/min, UV detection at 254 nm, 7, = 15.73
Waan H 032 o o
—om ye= min, #,= 26.33 min. 494




w !
] &
0] Tl
] [
]
o] | | E HN/Q
] | by PhthN
5 ] | o
':l5|]t | .I i Me ,/’/
o] || A
J I | éOC
048] | | . 6b-(DL)
o) L
':'Cl]{'-' e ,___E—"Hi_ ) S ﬂ "~ o
ohe' " she’ T e T w0 wlee T e | ww
Minutes
Sample Name: RD-103 HEXIPASDS0 IC FR=1; Date Acquired: 1703-2022
11:24:32 1ST; Vial: 1; Injection: 2
The HPLC of compound 6b-(DL) was
Peak Eummary with Statistics . . . .
Name: determined using the Daicel Chiralpak IC
e vl || S| e || Hegn column, hexane/i-PrOH (50:50), flow rate 1.0
1 RD-103 HEXIPASDSD IS FR=1| 1 2 13213 | 101973412 | 4049 | 1881500 . .
2 RD-103 HEXIPASDSD IC FR=1 1 2 22873 | 103242043 | S051| S7DS4T mL/mln’ UV deteCtlon at 254 nm’ tD - 1321
Mesr 18043 min, ¢,= 22.87 min. 495
St Dew B.831
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Sample Name: RD-1008 HEXIPASD50 IC FR=1,

12:55:26 I1ST; Vial: 1; Injection: 4

Peak Summary with Statistics

O L
25.00

Date Acquired: 17-03-2022

Name:
Sample vial | nj | FE=on | s | % Area | Heighe
WName Time [min)
1 RD-1008 HEXIPASISO0 IC FR=1] 1 4 23155 | 68067204 | 0803 | G00S20
2 RD-1008 HEXIPASIS0 IC FR=1] 1 4 13.404 | 1388478 167| 10933
Mean 18.273
St Dew 6.805

The HPLC of compound 6b-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 13.40

min, #,= 23.15 min. 496



0,80
07
060

05

AU

040
(N

o2

p— i =

T =230108

HN”Q

PhthN
@]
Me '/,’
N

[
Ph

7a-(DL): 93%

I:I.'.:CII o Iﬁ.bﬂl o I'IZI!D:: Y I1€.IIII

T
2000

Minues

Z25.00

Sample Name: RO 1-RHEXIPATO30 IC FR=1;
14:33:01 IST; Vial: 1; Injection: 1

Peak Summary with Statistics

Date Acquired: 17-03-2022

Name:
Sample Vial [nj | TS50 o | % Area [ Height
Mame Tirme {min}
1 |RD41-RHEXPATOMICFR=1[1 | 1 30108 | 7273530 | s082 | 512508
2 |RD41-R-HEOPATONOICER=1]1 | 1 17.857 | 70s0a212 | 4.7 | 001007
Mean 23882
St Dew 68

The HPLC of compound 7a-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 17.85
min, #,= 30.10 min. 497



10050+
041
0220+

10000+

PhthN,,,

ftws
N

IIDh 7a-(L)
(er >98:2)

EI R T I

2000

Minues

L
2500

Sample Name: RDH1009-R-HEXIPATO30 IC FR=1;
16:30:03 IST; Vial: 1; Injecfion: 3

Peak Summary with Statistics

Name:
Sample Vil |nj | TR0 | e | o Area | Height
Mame Tirree {min)
1 | RD-1002R-HEXPATOMIC FR=1|1 | 3| 20007 | 217051363| oo | 1501612
2 |RD-100e-R-HEXPATDIOCFR=1(1 | 3 18214 | 21373s1| o0ee| amees
Mear 24 155
Si Dew 8403

Date Acquired: 17-03-2022

The HPLC of compound 7a-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 18.21
min, £,= 30.09 min. 498
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Sample Mame: RO-134R-DL-MLE-Ar-50:50; Date Acquired: 08-10-2020 14:28:26
IST; WVial: 1; Imjection: 7

The HPLC of compound 7¢-(DL) was

Peak Summary with Statistics

Name: determined using the Daicel Chiralpak IC
Sapie Riterion ]
Nare T memey | | A RS column, hexane/i-PrOH (50:50), flow rate 1.0
1 RD-13R-DL-NLE-Ar-5050 1| 1 i 2072 | 1810323 4351 | 175124 . R
2 |RD-1MADLMLEA-SDSO|1 | 7| 15087 | iBesemo| S0 | aovass mL/mln, UV detection at 254 nm, 7, = 15.08
= == min, ,= 25.97 min 499
5. Da 767 > "L * *
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Sample Mame: RO-478-T2-MLE-Ar50:50; Date Acquired: 09-10-2020 17:38:48
IST:; Wial: 1; Imjection: 11
Peak Summary with Statistics The HPLC of COl’Ilp Olll’ld. 7C-(L) was
Name: determined using the Daicel Chiralpak IC
m via | m Tﬁrﬁ:— Arsa | % Area| Helgnt . .
(i column, hexane/i-PrOH (50:50), flow rate 1.0
1 RDO-Sre-T2-HLE-Ar-S0050 | 1 11 25540 | 42005233 | D08 | 3EEE0E . .
2 |AD-SGTZNIE-A-SDS0|1 | 11| 15084 | Tamez| 38| 3% mlL/min, UV detection at 254 nm, ¢, = 15.08
= — min, £, = 25.84 min 500
5. Das TG > YL y y
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Sample Mame: RD-477-T2-MLE-Ar-50:50; Date Acquired: 09-10-2020 18:35:31
I5T: Vial: 1; Injection: 12
___Mame: determined using the Daicel Chiralpak IC
iy vid i | s | AT | sAves| Hegne ] )
— column, hexane/i-PrOH (50:50), flow rate 1.0
T el O i N ) ] mL/min, UV detection at 254 nm, ¢, = 14.95
Maan 0483 . .
P ey min, #,= 26.01 min. 501
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The HPLC of compound 8a-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 20.30
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Mimrss
Sample Mame: RC-165-1C 80:30 FR-1; Dste Acquired: 06-01-2021 15:06:37 I5T:
Vial: 1; Imjection: 5
Peak Summary with Statistics
Name:
Sample Feetention , _
e V|| iy | AT | SeAres | Heght
1 RD-1E5-IC B30 FR-1 | 1 5 28471 | 3082353 4944 | 352085
2 RDO-165-IC B30 FR-1 | § 307 | F15TT262 5056 | S7ITST
Kaan 24359
5. De 5773

min, ¢,= 28.47 min. 502



The HPLC of compound 8a-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 20.06
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Sample Name: RDL-LEUC-IC 80:30 FR-1; Date Acquired: 0§G-01-2021 16:43:58
IST:; Wial: 1; Injection: 7
Peak Summary with Statistics
Name:
Zampie Ret=ion
" wal | (o | AR | A Hegne
1 RDO-L-LELC-IC 3130 FR-1 |1 T 28024 | BTG5 B335 | 1132
2 RO-L-LELWC-IC B30 FR-1 | 1 T 2065 (| E0eeE BE45| 1172
Kiaan 240465
5. De 3626

min, ¢,= 28.02 min. 503
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Sample Mame: ROD-DALEUC-IC 80:30 FR-1; Date Acguired: 08-01-2021 18:01:23

IST: Vial: 1; Injection: G

Peak Summary with Statistics

Mame:
mE vial | nj Tm“:: Area | %Area| Hagnt
1 |Ro-iEUCcarFR-11 | 6| maz| merws| 203| 074
2 |RO-D-LEUCICBLIFR1|1 | E 16615 | 112191468 | o7.07 | 2miETas
Maan Z=aT3
SHl. Dax 5575

The HPLC of compound 8a-(D) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 19.81
min, #,= 28.12 min. 504
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Sample Mame: RO-52-DL-ALA 1C 55:45; Date Acquired: 04-11-2020 12:39:10
IST; Wial: 1; Injection: 2

T
3000

T T T
40100

Minutes

Peak Summary with Statistics
Name:

T T T T
50.00

Sample

Narme Vi

Retenfion
Tirme | min)

Area

%% Area

Height

RO-52-DL-ALAIC 5545 1

20742

0043828

RO-52-DL-ALAIC 5545 1

[ I A

21.885

DORATERE

5438

532478

25.807

Std. Dhew.

5575
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PhthN
O

SneRtws:
Ph

[
Ph

10a-(DL)

The HPLC of compound 10a-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (55:45), flow rate
1.0 mL/min, UV detection at 254 nm, ¢, =
21.86 min, #,= 29.74 min. 505
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Sample Name: RD-250-L-ALA |C 55:45; Date Acquired: 04-11-2020 13:59:27 IST;
Yial: 1; Injection: 3
Peak Summary with Statistics The HPLC of compound 10a-(L) was
— Name: determined using the Daicel Chiralpak IC
N vid | | oS | A | %Acea | Heigh .
B TRV K ey B e e e e column, hexane/i-PrOH (55:45), flow rate 1.0
L |morvinAcell | o) men| ewem) el e mL/min, UV detection at 254 nm, 7, = 22.63
S Dex so7s min, ¢#,= 30.65 min. 506
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Sample Name: RD-249-T1-D-ALA IC 55:45; Date Acquired: 04-11-2020 15:45:28
IST; WVial: 1; Injection: 5
Peak Summary with Statistics The HPLC Of .Compound. loa-(D) was
Name: determined using the Daicel Chiralpak IC
Sample via | Inj | TEETON | sy | o Area | Height .
e e} 2 column, hexane/i-PrOH (55:45), flow rate 1.0
S Y O I ) N mL/min, UV detection at 254 nm, t, = 22.45
Mean 29,335
S e 2T min, ¢,= 30.21 min. 507
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Sample Name: RD-163-R-7030 HEXIPA IB FR=1;

17117 I1ST; Vial: 1; Injection: 1

T T
14.00

Peak Summary with Statistics

D
16.00

D
1800 2000 2200

T
24.00

Date Acquired: 28-03-2022

Name:
S;;DE vial | Inj T?:::?Ef::} Area | % Area | Height
1 | RD-163-R-TO0HEXIPAIBFR=1]1 | 1 13.520 | 2032102 | 4977 | 52800
2 | RD-163-R-7030HEXPAIBFR=1[1 | 1 11303 | 2050416 | 5023 | 6941
Mean 12.461
Std. De. 1511

The HPLC of compound 10b-(DL) was
determined using the Daicel Chiralpak IB
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 11.39

min, ¢,= 13.52 min. 508
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Sample Name: RD-1019-R2-7030 HEXIPA IB FR=1; Date Acquired: 28-03-2022
18:52:24 IST, Vial: 1, Injection: 5
Peak Summary with Statistics The HPLC Of Compound 10b-(L) was
— Name: determined using the Daicel Chiralpak IC
i vial | | oSO | Area | 9% Area | Height .
1 RD-1D19—R2-?:3U HEXPAIBFR=1|1 | 5 : 1[3.2?:1 37164663 | 93563 | 694339 COlumn’ hexane/l_PrOH (7030)’ ﬂOW rate 1.0
2 |RD-1019R2700HEXPAIBFR=1|1 | 5|  11.36%| 2528020| 6.37| 74382 mL/min, UV detection at 254 nm, f, = 11.36
Mean 12209 . .
Std. Dev. 1321 min, 7, = 13.23 min. 509




NH; CONHQ

Me II N II

|
23a-(DL) Me

The HPLC of compound 23a-(DL) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 11.85
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Sample Mame: RD456-R1-HEXIPA 7030 |A FR=1; Date Acquired: 0703-2022
13:44:03 1ST; Wial: 1; Injection: 8
Peak Summary with Statistics
.| Retention
V| Time (min) | 2= Height
1 RD-456-R 1-HEXIPA 7030 1A FR=1 | 1 ] 13.407 | 18734023 750268
2 RD-456-R 1-HEXIPA 7030 IAFR=1 | 1 a 11,655 | 18610754 E23800
Mean 12.631
Std Dew. 1.007

min, #,= 13.40 min. ‘10
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Sample Name: RD-973-R-HEXIPA 7030 1A FR=1;
12:40:42 15T, Vial: 1; Injection: 6

Peak Summary with Statistics

14,00

16.00

1 BI.III

20.00

Date Acquired: 07-03-2022

Name:
Sample ial | | PR | o Area | Height
MNarme Time: {min)
1 |RD-W73-R-HEXPATIOIAFR=1]1 | & 12315 | eooaovsz | paoo| zasmis
? |RD-o7aR-HEXPATOR0IAFR=1(1 | & 12105| 2a3s47a| 571 120381
Mear 1271
St Dew 0.856

The HPLC of compound 23a-(L) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 12.10
min, £,= 13.31 min. 511
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The HPLC of compound 23b-(DL) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 10.83
min, #,= 11.94 min.
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Sample Name: RD426HEXIPA 7030 |A FR=1; Date Acquired: 07-03-2022
11:09:48 |ST; Vial: 1; Injection: 3
Peak Summary with Statistics
Name:
me Vil | i TT:EEEL‘?‘_‘: Area | % Area| Height
1 RO-424HEXNIPA 703 AFR=1 | 1 3 11847 | 52140212 | 6627 | 2300830
2 RO-42GHEXPA 703 LFR=1| 1 3 100833 | 42782006 | 4478 | 2044233
Mean 11.28¢
Std Dew 0.7BS
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Sample Name: RD-982 HEXIPA 7030 |A FR=1;

o w

10.00

Minutes

10:50:38 IST; Vial: 1; Injection: 2

Peak Summary with Statistics

Date Acquired: 07-03-2022

Name:
Sample vial | inj | T e | % Area | Height
Mame Time { min)
1 |RD-OEZHEXIPATO30IAFR=1|1 | 2 11000 | 6045008 | o045 | 300718
2 |Rp-sezHEXPATDBOAFR=1]1 | 2 ez | aesan| o0ss| e
Mear 11.308
Sil Dew 0.726

The HPLC of compound 23b-(L.) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 10.88
min, 7,= 11.90 min. 513
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Sample Name: RD-421 HEXIPA 5050 IB FR=1;
11:05:29 IST; Vial: 1; Injection: 1

Peak Summary with Statistics

25.00

Date Acquired: 22-03-2022

MName:
Sampls vial [ inj | TR0 | e | % Avea | Height
Marme Time {min)
1 RO-421 HEXIFA 5050 B FR=1 [ 1 1 72381 | 7Esea4 | S024 | 53880
2 RO-421 HEXIPA 5050 1B FR=1 [ 1 1 16.203 | 37123743 | 4076 | 718170
Mean 10,37
Std Dew 4200

The HPLC of compound 23¢-(DL) was
determined using the Daicel Chiralpak IB
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 16.29

min, ¢#,= 22.36 min. .
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Minuies
Sample Name: RD-1012-R- HEXIPA 5050 |IB FE=1; Date Acquired: 2203-2022
122725 15T, Vial: 1; Injection: 3

Peak Summary with Statistics The HPLC of COI’IlpOlll’ld 23C-(L) was

Name:

pr— — _ determined using the Daicel Chiralpak IB

N Vid || iy | A= | % Arvea | Height i
1 RO-1012-R- HEXPA SISO IBFR=1[1 | 3 21332 | 72704353 | oDes4| 1133450 COlumn, hexane/l'PrOH (5050)9 ﬂOW rate 10
2 RD-1012-R- HEXIPA SIS0 IBFR=1| 1 3

il W] I mL/min, UV detection at 254 nm, 7, = 16.10

Mean 18.717

S Dev. 3600 min, ¢,= 21.33 min. 515
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The HPLC of compound 23d-(DL) was
determined using the Daicel Chiralpak IB
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 8.10
min, #,= 12.82 min.
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Minunes
Sample Mame: RC-1018- HEXIPA 5050 1B FR=1; Date Acquired: 22-03-2022
14:22:15 IST; Wial: 1; Injection: &
Peak Summary with Statistics
Mame:
Sampie Reteron ,
e Vid [ | oS | ATER | BArea | Helgrt
1 RD-101&- HEXIPA SO5D 1B FR=1| 1 [ 12524 | 30372219 | 4051 | 351647
2 RD-1015- HEXIPA 5050 1B FR=1 | 1 & 5106 | J45E3ET | SOU09 | 1355186
Waan 10,455
5. Dev. 3.336
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Sample Name: RD-1017-R- HEXIPA 5050 IB FR=1; Date Acquired: 2203-2022
15:09:35 IST; Vial: 1; Injection: 8

Peak Summary with Statistics The HPLC of compound 23d-(L.) was

Name: . . o .
s v ] = T e e determined using the Daicel Chiralpak IB
T [Ro-enR rexPATaBrR=1|1 | 8] 1aon | seeem0| s | e column, hexane/i-PrOH (50:50), flow rate 1.0
2 RD-1017-R- HEXIFA SIS0 IBFR=1| 1 a a0 | 1321248 66T | 93000

Ve T mL/min, UV detection at 254 nm, ¢, = 8.02

ki = min, #,= 12.64 min. 517
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Sample Mame: ROD-277-1C 80:20 FR-1;

Vial: 1; Injection: 1

Peak Summary with Statistics
Mame:
E’:"EEE wva | in TﬁrE":‘i'tﬂ':':} Area | %area | Heigne
1 RO-Z77-iC B30 FR-1 | 1 1 2054 | SIrE3da 4985 | 146755
2 RO-Z77-iC B30 FR-1 | 1 1 A 379 | SRl S00S | 2057
haan 326
5. D 42

Date Acquired: 08-01-2021 11:48:17 15T,

The HPLC of compound 24a-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 20.37
min, £,= 26.05 min. 518
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Sample Mame:; ROSE8-1C B0:30 FR-1;

Vial: 1; Imjection: 4

Peak Summary with Statistics

Name:
mﬁ' Via Tﬁr:";'tﬂ':':] Area | % Area | Height
RD-556-1C BOA0FR-1 | 1 13| mssens|  z7i|
RD-555-1C BOA0FR-1 | 1 2053 | 63185300 | G728 | 14aeED
%
435
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h
PhthN,,, _COOMe
LI
| I\
| 24a-(L) Me
| (er 97:3)
|
R
II ﬁ
-\.‘I' ] I'- +‘
- ’ AT N TR LT
xl T T ISLDI T T I_IJI.IJ]I T T I1E|ml T T 1 Ec: T T IEI.IJ]I T T Im!ml LI I‘:}‘SI.I T T T Im!ml T
W es

Date Acquired: 0&-01-2021 14:16:21 I5T;

The HPLC of compound 24a-(L) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (70:30), flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 20.05
min, #,= 26.19 min. 519
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Sample Mame: RO-528-1C 80:30 FR-1; Date Acquired: 06-01-2021 13:21:56 I5T;
Vial: 1; Imjection: 3

The HPLC of compound 24a-(D) was

peak Summary with Statistics determined using the Daicel Chiralpak IC
mpe g Ly | Pt [ s aren | eon column, hexane/i-PrOH (70:30), flow rate 1.0
1_|no@scaumrma]t | 3] x| mses| wmes| nws mL/min, UV detection at 254 nm, ¢, =21.03
2 RD-586-1C BOL3DFR-1 | 1 3 X032 GSESS 1.3 17733 . .
M 73155 min, 7,= 25.27 min.
Sl D 3003 520
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Sample Name: RD-286-R2-IC-5050-FR-1;

IST; Wial: 1; Injection: 7

|
1000

I [
15.00

Minutes

Peak Summary with Statistics

[ [
20.00

Name:
Srf;:f vial | Inj TT:LE'{“E;'”HJ Area | % Area| Height
1 |RD-286-R-IC-5050-FR-1]1 | 7 11.200| 21437273 | 4664 | ss0%28
2 | RD-288-R2IC-5050-FR-1|1 | 7 10.035 | 24520930 | 53.35 | 1045163
Mean 10.663
Std. Dev. 0.887

' |
25.00

Date Acquired: 06-07-2021 13:03:45

The HPLC of compound 25a-(DL) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 10.03

min, ¢,= 11.29 min. -
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Minuies
Sample Name: RD-663-R1-IC-5050-FR-1; Date Acquired: 06-07-2021 12:08:10
IST; WVial: 1; Injection: 5
The HPLC of compound 25a-(L.) was
Peak Summary with Statistics . . . .
Name: determined using the Daicel Chiralpak IC
Name |V o | A | %) Heon column, hexane/i-PrOH (50:50), flow rate 1.0
1 RD-663-R1-1C-5050-FR-1 | 1 L1 11.131 | 27218845 96.31 | 1161329 . .
T TroemRrcmm R [ 5| 0| | w| 3 mL/min, UV detection at 254 nm, 7, =10.05
Mean 106w min, £,= 11.13 min. 522
Std. Dev. 0.688
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Sample Name: RD-636-1C-5050-FR-1;
Vial: 1; Injection: 3

Minutes

Peak Summary with Statistics

Name:
S:;‘n‘fee Vial | Inj T?:,:’[]LTJ Area | % Area| Height
1 | RD-63-IC5050FR1|1 | 3 1120 1132131] 320| 29750
2 | RD-636ICB050-FR-1[1 | 3 9642 | 33267116 | 9671 1602282
Mean 10,470
Std. Dev. 1171

L L L L L
1000 1200 1400 1600 1800 2000 2200 24.00

Date Acquired: 06-07-2021 10:44:01 IST,

The HPLC of compound 25a-(D) was
determined using the Daicel Chiralpak IC
column, hexane/i-PrOH (50:50), flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 9.64
min, £, = 11.29 min. 523
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Mirtes

Sample Mame: RD-<48 DLPA HEXIPA 8020 18; Date Acquired: 26-04-2022
11:47:20 15T; Vial: 1; Injection: f

Repeated HPLC analysis for confirming
the product 5b-(L)

Peak Summary with Statistics

Name: The HPLC of compound 5b-(DL) was
il via iy | S | area | %area | Heign determined using the Daicel Chiralpak IB
| [roencRAnSURATEE| | U] tese)Eeem) see] o= column, hexane/i-PrOH 80:20, flow rate 1.0
e R B B e R mL/min, UV detection at 254 nm, t,=17.17
o = min, £,= 19.41 min.

524



o] %ﬂ. Product Sb-(LL) was obtained in
] & a repeated reactionin a

o) | 1 mmol scale

oset] |

0060+ |
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] |

0.08H I, a

' HN"
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i JACS®

o000 . - /% T AN Eh (5b-(L): 80%
T - ) dr >95:5, er 94:6)
b’ " Tshe T T’ T T’ T mm T sm T alw

Minutes

13:48:40 I1ST; Wial: 1; Injection: 1

Peak Summary with Statistics

2000

Name:
Shj'::; vidl | I TT;“;::.":: Area | % Area | Height
1 | RD-38L-FAHEXFABIZOEB|1 | 1 10478 | sozazas | o412 | s4amo
2 |RD-38L-FAHEXFASINB|1 | 1 17477 | amoees | sss| 7eeT
Mean 18.452
S Dex 1450

25.00 2000

Sample MName: RD-378 L-PA HEXIPA 8020 IB; Date Acquired: 26-04-2022

The HPLC of compound 5b-(L) was
determined using the Daicel Chiralpak IB
column, hexane/i-PrOH 80:20, flow rate 1.0
mL/min, UV detection at 254 nm, ¢, = 17.42

min, ¢,= 19.47 min. £9E
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Repeated HPLC analysis for confirming
the product 7¢-(L)

The HPLC of compound 7¢-(DL) was
determined using the Daicel Chiralpak ODH
column, hexane/i-PrOH 50:50, flow rate 1.0
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Minuies
Sample Name: RDH134-DL MNLE HEXIPASDS0 ODH; Date Acquired: 27-04-2022
11:46:01 1ST; Vial: 1; Injection: 1
Peak Summary with Statistics
Name:
i’:; vid | Inj Tﬂrf;:_ffj Area | % Area | Height
1 RO-134-DL MLE HEXIPASISOODH | 1 10.665 | 18582407 | 5163 | 420030
2 RO-134-DL MLE HEXIPASISO ODH | 1 8.470 | 17408053 | 4837 | 533658
Mean 9817
St Dew 1.103

mL/min, UV detection at 254 nm, 7, = 8.97
I’I]jn, tL= 1066 mln 526



] I i i
016] 5 Product 7c-(LL) was obtained in
] i a repeated reactionin a
0.14-
- | 1 mmol scale
[J.12—: | |
] [
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"] | HN
] | PhthN,,
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0.02+ IS | I'.
] s | | \
i N A N Me (7c-(L): 96%
000 AT dr>95:5, er 98:2)
00 200 4bo  s0o  sbo 1000 1200 1400 1600 1800 2000
Minuies
Sample Name: RD476-L NLE HEXIPA5050 ODH; Date Acquired: 27-04-2022
122819 15T; Mial: 1; Injection: 3
Peak Summary with Statistics
Name: The HPLC of compound 7¢-(L) was
Sample i ni F_Eetenti{_m ea ea | Hei . . . .
Nane Y| | Tme gy | SR )R] HEOH determined using the Daicel Chiralpak ODH
1 RD-476-L NLE HEXIFARDS0 ODH | 1 3 10,707 | 67119911 O7.79 | 168443 .
2 | RD-476-LNLE HEXIPASDSOODH |1 | 3 9078 | 151856 221| 5095 COlumn, hexane/i-PrOH 5050, flow rate 1.0
e s mL/min, UV detection at 254 nm, 7, = 9.07

min, ¢,= 10.70 min. 527



23a-(DL)

Repeated HPLC analysis for confirming
the product 23a-(L)

The HPLC of compound 23a-(DL) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH 70:30, flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 11.60

] b |
0407 2 b
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i | Vo \
: II. | I'._ _J."--".\ . .-.l -,._\ _.' '-,\.-.
0.00—— e ) & — A ]
T [ | [ I [ I [ [ | [ ] [ I [ [ ] I [ [ [ I [ ] [ I ] [ ] I ] [
0.00 2.00 400 65.00 8.00 10.00 12.00 14.00 16.00 18.00
Minutes
Sample Name: RD456-DL NLE HEXIPAT030 IA; Date Acquired: 27-04-2022
09:40:36 IST; Wial: 1; Injection: 1
Peak Summary with Statistics
Name:
Sample ' .| Retention i
Name Vial | Inj Time (min) Area % Area | Height
1 RD-456-DL MLE HEXIPATO30 1A | 1 1 13.013 | 10193573 5098 | 405454
2 RD-456-DL MLE HEXIPATO30 1A | 1 1 11.605 | 9803566 4902 | 420758
Mean 12.309
Std. Dev. 0996

min, ¢,= 13.01 min. 528



Product 23a-(L) was obtained in
a repeated reactionin a
1 mmol scale

Me N (23a-(L): 92%

R Me  gr>98:2, er96:4)

The HPLC of compound 23a-(L) was
determined using the Daicel Chiralpak IA
column, hexane/i-PrOH 70:30, flow rate 1.0
mL/min, UV detection at 254 nm, 7, = 11.85

0.26+ ]
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1 1 ] I 1 1 1 | 1 1 1 I ] 1 1 I ] 1 1 I ] 1 1 I ] 1 1 I 1 ] ] 1 I 1 ] 1
0.00 200 4.00 6.00 8.00 10.00 12.00 14.00 18.00
Minutes
Sample Name: RD-978-L NLE HEXIPATO30 1A; Date Acquired: 27-04-2022
10:26:52 1ST; Vial: 1; Injection: 3
Peak Summary with Statistics
Name:
Sample _ | Retention )
Name Vial | Inj Time (min) Area | % Area | Height
1 ROD-978-1 NLE HEXIPATD30 1A | 1 3 11857 | 260642 393 10322
2 ROD-978-1 NLE HEXIPATD30 1A | 1 3 13240 | 6372847 | 96.07 | 253253
Mean 12.549
Std. Dev. 0.978

min, #,= 13.24 min. e



Ph  23c-(DL)

Repeated HPLC analysis for confirming
the product 23c-(L)

The HPLC of compound 23¢-(DL) was
determined using the Daicel Chiralpak IB
column, hexane/i-PrOH 70:30, flow rate 1.0

014 |
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| | | ||'
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008
_ ‘ |
o I
< ] | | |
0.06+ | | |
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] ‘ |
0.02 '
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| | ] | II"-\
0.00H— i, _1;._______.&. - i—________ﬁ---"' —
1 1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 | 1 1 |
0.00 500 10,00 15.00 20.00 25.00 3500
Minutes
Sample Name: RD421-R DL-PA HEXIPA 7030 IB; Date Acquired: 26-04-2022
18:30:07 IST; Vial: 1; Injection: 2
Peak Summary with Statistics
Name:
Sample ) | Retenion h
Name Vial | Inj Time (min) Area % Area | Height
1 RD-421-R DL-PAHEXIPATO20 B | 1 2 26422 | 7793346 48,86 | 108718
2 RD-421-R DL-PAHEXIPATO20 B | 1 2 18453 | 8156118 51.14 | 134486
Mean 22438
Std. Dew. 5635

mL/min, UV detection at 254 nm, 7, = 18.45

I’Ilil’l, tL= 26.42 I’Ilil’l. 530
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Product 23c-(L) was obtained in
a repeated reactionin a
1 mmol scale

Ph  (23c-(L): 63%
dr>98:2, er 96:4)

19:39:04 IST; Vial: 1; Injection: 4

T 1 T 1 [ T 1 ] T T 1
0.00 5.00 10,00

Minutes

T T 1 T
2500

T [ T 1 ]
30.00 35.00

Sample Name: RD-1012-L-REP-PA HEXIPA 7030 IB; Date Acquired: 26-04-2022

Peak Summary with Statistics

The HPLC of compound 23c-(L) was

determined using the Daicel Chiralpak IB

column, hexane/i-PrOH 70:30, flow rate 1.0

mL/min, UV detection at 254 nm, 7, = 18.93

Name:
Sh?;rn,pée vial | Inj Tﬁﬁ’m”m Area | % Area | Height
1 | RD-1012LREP-PAHEXIPATO0B| 1 | 4 26.207 | 47842675 | 9620 | 615380
2 | RD-1012L-REP-PAHEXIPATO0IB| 1 | 4 18931 | 1890134 | 380| 29209
Mean 22578
Std. Dev. 5159

min, ¢,= 26.22 min. o3l



