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Tert-butyl ((15S)-(5-oxo-1,4-oxazepan-7-yl)(phenyl)methyl)carbamate (11): Into a round-
bottomed flask equipped with magnetic stir bar and septum, a, 3- unsaturated olefin (1 equiv.)
was dissolved in anhydrous DCM. Next, ethanolamine (4 equiv.) was added by syringe. The
homogeneous solution was stirred at rt for 48h, after which time the TLC and LCMS showed no
starting material remaining. The reaction mixture was evaporated to an oil, redissolved in ethyl
acetate and washed with water and brine. The organic phase was collected and dried over
anhydrous Na:50s. The solvent was removed under reduced pressure to give the crude residue.
Purification by silica gel chromatography (ethyl acetate/ hexanes) provided the pure product 11.
Yield; 40%. Formula: Ci7H24N204; TH NMR (600 MHz, CDCls) 0 7.43-7.41 (m, 2H), 7.38 = 7.31 (m,
3H), 7.03 (bs, 1H), 5.84 (bs, 1H), 3.73 — 3.66 (m, 2H), 3.45 (bs, 1H), 3.42 — 3.34 (m, 2H), 3.19 - 3.17

(m, 2H), 1.49-1.47 (m, 9H).

OH
NaNs, NH,CI 2
Oxone, NaHCO [o) 3 N4 z PPh;, ACN
Ph N _COEt — " " "% ph 3% __COEt — 5 Ph COEt 77
1 Acetone, Water 12 MeOOH, Watera , S2 reflux, 3 h, 60%
0 °C-RT, 3 h, 60% () 80°C, 3 h, 55% ()
I
NsCl, Na,COs, k/o OMe
HN NaN3, NH,CI NH, ACN, 40 °C, NHNs x
Ph >_ COEt — Ph\/k/COZEt ——————> Ph CO,Et
MeOH, Water ﬁ 24 h, 74% B K,CO,, DMF
s3 80 °C, 3 h, 70% 3 13 Ns 14 60 °C, 24 h, 50%
(%) () (%)
H
HO._ N3 «Ph wPh e, THE N wPh Ph __R
VYT e U 2 () -
—» o
NT ~78°C, 1h bV ) MsO_ N
| , 55%
Ns CO,Et Ns co Et Ns  CO,Et Ns 17
sS4 15 + (%)
#) (#) (¥)  Expected Observed

Scheme S1: synthesis of 3-Phenyl substituted piperazines-2-acetic acid ester

The following compounds synthesized by following literature procedure [1 & 2].
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Ethyl 2-(3-phenyloxiran-2-yl)acetate (12); Formula: Ci2H1:O3; 'H NMR (600 MHz, CDCls) 6 7.39
-7.30 (m, 5H), 422 (qd, J=7.1, 1.9 Hz, 2H), 3.74 (d, ] = 2.1 Hz, 1H), 3.37 (ddd, ] = 6.2, 5.2, 2.1 Hz,

1H), 2.79 - 2.69 (m, 2H), 1.31 (t, ] = 7.2 Hz, 3H).

HN
Ph ] >~_ CO:Et

S3

(®)
Ethyl 2-(3-phenylaziridin-2-yl)acetate; Formula: C:2HisNO2; '"H NMR (600 MHz, CDCls) 6 7.35
-7.32 (m, 2H), 7.28 - 7.25 (m, 1H), 7.24 - 7.22 (m, 2H), 4.20 (qd, ] =7.1, 1.4 Hz, 2H), 2.81 -2.79
(m, 1H), 2.69 - 2.62 (m, 1H), 2.57-2.53 (m, 2H), 1.30 (t, ] =7.2 Hz, 3H).

Ethyl (35,4R)-3-amino-4-azido-4-phenylbutanoate; Formula: C12H1sN4O2; 'TH NMR (600 MHz,
CDCl) 0 7.46 — 7.44 (m, 2H), 7.41 - 7.39 (m, 3H), 4.81 — 4.74 (m, 1H), 417 (q, ] = 7.1 Hz, 2H), 3.60
-3.57 (m, 1H), 2.68 (dd, ] =16.5, 3.8 Hz, 1H), 2.55 - 2.51 (m, 1H), 1.28 (t, ] =7.1, 3H).

NHNs
Ph \)\/cozEt

Ethyl (3S,4R)-4-azido-3-((4-nitrophenyl)sulfonamido)-4-phenylbutanoate; Formula:
C1sH19N506S; 'TH NMR (600 MHz, CDCls) 9 8.01 —7.99 (m, 1H), 7.86 — 7.84 (m, 1H), 7.71 - 7.67
(m, 2H), 7.28 - 7.24 (m, 5H), 6.12 (d, ] =8.5 Hz, 1H), 4.93 (d, ] = 6.3 Hz, 1H), 4.15-4.10 (m, 1H),
4.05(q, J=7.1Hz, 2H),2.72 (dd, ] =16.6, 6.3 Hz, 1H), 2.52 (dd, ] =16.6, 48 Hz, 1H), 1.23 (t, ] =7.1,

3H).
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Ethyl (3S,4R)-4-azido-3-((N-(2-hydroxyethyl)-4-nitrophenyl)sulfonamido)-4-phenylbutanoate;
Formula: C20H23sNs07S; 'H NMR (600 MHz, CDCls) 6 8.05 (dd, J=7.9, 1.5 Hz, 1H), 7.72 (td, | =
7.6,14Hz, 1H), 7.68 (td, ] =7.7, 1.4 Hz, 1H), 7.60 (dd, ] = 7.8, 1.4 Hz, 1H), 7.35-7.31 (m, 5H), 5.10
(d, ] =5.7 Hz, 1H), 4.43-4.40 (m, 1H), 3.96 (q, ] =7.1 Hz, 2H), 3.88 (ddd, ] =11.5, 6.9, 4.3 Hz, 1H),

3.83-3.79 (m, 1H), 3.72 (ddd, ] =15.7, 6.9, 4.3 Hz, 1H), 3.43-3.40 (m, 1H), 2.90 (dd, ] =16 .4, 8.3
Hz, 1H), 2.75 (dd, ] =16.4, 5.0 Hz, 1H), 1.19 (t, ] = 7.2 Hz, 3H).

ph, H

N
-
MsO__~\
\

Ns (%)
17

Note: Crude NMR;

2-((4-nitro-N-((2R,3S)-5-0x0-2-phenylpyrrolidin-3-yl)phenyl)sulfonamido)ethyl
methanesulfonate; Formula: C1sH21N30sS2; TH NMR (600 MHz, CDCls) 0 7.99 (dd, J=7.9, 1.3
Hz, 1H), 7.76 (ddd, | =8.0, 7.4, 1.4 Hz, 1H), 7.68 — 7.64 (m, 1H), 7.38 - 7.32 (m, 3H), 7.31 - 7.26 (m,
4H), 5.58 (d, ] =4.3 Hz, 1H), 4.72 (ddd, ] =8.8, 5.2, 4.3 Hz, 1H), 4.46 (t, ] = 5.6 Hz, 2H), 3.81-3.77
(m, 2H), 3.07 (s, 3H), 3.02 — 2.95 (m, 1H), 2.76 — 2.69 (m, 1H).

23a and 24a are further subjected to Boc-protection on N1 and compared with literature
compounds [1].

?oc ?oc ?oc ?oc
N N N N
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S4



Analyzing NMR data for the 23b and 24b piperazine products

Assignments for a single set of resonances were unambiguously inferred for 23b and 24b in
deuterated chloroform from 2D HSQC and HMBC spectra (Table 1).

The expected 'H-'H ] couplings for six membered rings in a canonical chair conformation are: ?J
~12-15 HZ, 3]ax-ax 12-13 HZ, 3Jax»eq ~3.5-4.0 HZ, 3]eq»eq <2 Hz.

3] analysis for 23b. H2 (4.59 ppm) is a multiplet due to the ester CHz, but splitting of H3 (3.95
ppm, 3.2 Hz doublet) matches 3Jax-eq. H6 (3.74 ppm, 13.5 Hz doublet, <2Hz multiplet) and H6" (3.16
ppm, 13.5 Hz, 3.0 Hz, doublet of doublets) share the 13.5 Hz ?J and H6" adds 13.5 Hz 3Jax-a; the H6’
3.0 Hz coupling matches %Jaxeq, and the small unresolved
H6 coupling matches %Jeqeq. H5 (3.06 ppm, 11.6 Hz doublet, Table 1. Chemicaslos(:':\fnt::Signme"ts from
unresolved) and H5 (2.89 ppm, 12.0 Hz doublet of 23b 24b
doublets, 3.5 Hz further doublet) share the 11.6 Hz ?J to g | 13 1y 13Cc | A8
which H5” adds a large splitting that matches 3Jaxay; the H5 4.59]| 55.93 | 4.67 | 54.55 | -14

2
3.5 Hz coupling matches 3Jaxeq, and the unresolved H5 3 [3.95]62.94 | 3.96 | 57.14 | -5.8
5

coupling matches %Jeqeq. The 3] couplings within the ring - 305 4661 2221 30.99 | 6.6
indicate that 23b adopts a single chair, and the 3J > |2.89 2.80
indicate 1Y g , axeq 6 |3.74 3.51

between H2 and H3 show that this is the cis product. The [ 31| 41:0° [3,5 | 4128 | ¥03

ester methylene protons have nearly identical chemical E1 3.18

. TR . 712.37| 31.00 36.03 | +5.0
shifts, indicating that the C2-E1 bond rotates freely with  |E1 2.54
almost no rotamer bias. The ethyl group protons show no | E2 170.52 170.94| +04

Et1|3.62| 60.49 |4.07*| 61.11 | +0.6

evidence of exchange.
Et2|0.96| 13.95 | 1.19 | 14.20 | +0.2

3] analysis for 24b. H2 (4.67 ppm, 9.4 Hz, ~3Hz, doublet of
doublets) shows a 9.4 Hz coupling to E1; with a pair of doublets of ~3 Hz, 3Ju213 is a poor match

to %Jeqeq but it could be 3Jaxeq Or result from averaging of 3Jeqeq with a little 3Jax-ax. The broad H3 peak

(3.95 ppm, 6 Hz FWHM, unresolved) could mask any doublet of about 3 Hz or smaller, and so is

of little help. E1 (3.18 ppm, 16.3 Hz, 9.4 Hz, doublet of doublets) and E1’ (2.54 ppm, 16.3 Hz, 3.4

Hz, doublet of doublets) share a 16.3 Hz 2J; the E1 9.4 Hz doublet is due to H2, as is the E1’ 3.4 Hz

doublet. The different values for 3Juz2£1 and *Jr2-er mean that any averaging about the C2-E1 bond

must be highly rotamer biased, consistent with the E1/E1” chemical shift differences. H5 (2.96

ppm, 11.9 Hz, 3.9 Hz, doublet of doublets) and H5" (2.80 ppm, 12.2 Hz, 3.0 Hz, doublet of doublets)
share the 12.2 Hz ?J and H5 adds one coupling that is somewhat weaker than %Jaxax and another

that is at the upper limit of or stronger than 3axeq. The two H5" ~3.0 Hz couplings are too strong

and too similar to correspond to both 3Jegeq and Jaxeq. H6 (3.51 ppm, 12.9 Hz, 3.0 Hz, doublet of

doublets) and H6" (3.25 ppm, 12.1, 3.5 Hz, doublet of doublets) share the 12.9 Hz 2] and H6" adds

a strong coupling that seems weaker than 3Jaxax; the H6” 3.5 Hz coupling could however be 3Jax-eq.

The lack of a small 3Jeqeq (< 2 Hz) between the H5s/H6s or between H2 and H3 indicates that 24b

does not adopt a single chair; we infer that it averages between the diaxial (predominant) and

diequatorial species. The multiplet pattern for the ethyl CH: is consistent with some kind of

exchange.
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BocHN

Date File C:\Chem32\1\Data\Srinivas\IT-4713 Racemic 20822-82-€1 12-24-29.D

Sample Name: IT-4713 Racemlic

Acq. Operator : SYSTEM
Sanple Operator : SYSTEM
Acqg. Instrument : CHIRAL
Injection Date : 2/1/2022 12:31:15 PM

Location : 2

Inj Volume : 5.080 pl

Acq. Method s C:\CHEMI2\1\METHOOS\IA nHep_ Ethanol Custom.M
Lest changed : 2/1/2822 12:30:24 PM by SYSTEM

Ph

Analysis Method : C:\Chem32\1\Methods\Method_develop_Chirsl_IF_nHep_Ethancl.M

Last changed 1 3/18/2821 4:41:28 PM by SYSTEM

Method Info : methed development for normal phase chiral separations ChiralPak IF with n-

Heptane and Ethanol

CO,Et

Additional Info : Peak(s) manually integroted
(RN c

TR ER -~ y
mALI = s o
- Bet
"

B0 -

600 4

200

200 4

f\\._ Yo

¥ T LA )
12 14 16 18
T 1 T A
12 14 16 18

Area Percent Regort

Sorted By — Signal
Multiplier : 1.90e¢
pilution 3 1.98eq

Sanmple Amount: : 1.00e00 [ng/ul]
Do not use Multiplier & Dilution Factor with ISTDs

(not used 1

Signal 1: DAD1 B, 5ig=214,4 Ref=off

Peak RetTime Type wWidth Area Height Area
& [min] [#in]  [mAU*s] [mAU] %
e e B J=mmmmeee [ R i
1 5.471 W 9.2324 1.42898e4 1824.79313 50.8096

2 7.288 ™ B.2676 1.383&3e8 B61.54517 49.15048

CHIRAL 3/6/2022 4:13:96 PM SYSTEM

n calc.)

Page 1
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Ph

BocHN CO,Et

Data File C:\Chem32\1\Data\Srinivas\IT-4713 Racenlc 2022-82-91 12-24-29.0
Sample Name: IT-4713 Racemic

Totals : 2,81242e4 1BB6.24829

Signal 2: DADL €, S5ig-254,4 Refeoff

Pesk RetTime Type Width Area Height Area
#  [min] [min]  [mais*s] [mau] 5
L o R f-mmmmnnee J--nnnnnee e [
1 6.469 MM @.227@ 2451 .50584 1B0.92174 S59.9%96
2 7.28a MM 0.2650 2355,1B286 14B.37228 435.0383

Totals : 4819.68379 2328,39403

*** End of Report ***
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Data File C:\Chem32\1\Data\Srinivas\IT-4723 S 2022-€2-01 12-23-32.0
Sanple Mame: 17-4723 5

Ph

BocHN™(S) CO,Et

19p ©

Acq. Dperator

Sample Operator
Acq. Instrument
Tnjection Date

Acqg. Method
Last changed
Analysis Method
Last changed
Method Info

Additional Info
1]

AU

1500 4
1250 3
1000 4

SYSTEM
SYSTEM

CHIRAL Location

27172022 1:13:39 PH

Inj Volume

3 3

: 5.866 pl

C:\CHEM3Z2\1\METHODS\IA_nHep_Ethanol_Custom.M

27172022 12:36:24 PM by SYSTEM

C:\Chem32\1\Methods\Method _develop_Chiral IF_nHep_Ethanol.M

3/18/2021 4:41:28 PM by SYSTEW

method develogment for normal phase chiral separations ChiralPak IF with n-

Heptane and Ethanol

Peak({s) manually integrated

Eull F 1 -42.0)

P

& 4420

e
=
o
=]

Area Percent Report

Sorted By
Multiplier
pilution
Sample Amount:

Signel
1.eae0
1.0aea
. 1.es08@ [ng/ul]

o e

(not used in calc.)

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig-214,4 Ref-off

Pesk RetTime Type Width Area Height
# [min] [pin] [mAU's] [mav]

1 6.382 MM
2 7.146 MM

CHIRAL 4/6/2822 4:15:08 PM SYSTEM

8.2856 726.08911 42.37216
9.2922 3.17972e4 18P98.41626 97.7613

Ares

2.2387

S34



Ph

BocHN"(S) CO,Et
196 ©

Data File C:\Chem32\i\Date\Srinives\IT-4723 § 2022-61-061 12-24-42.D
Sample Name: IT-4723 §

Totals : 3.24333e4  1850.78842

Signal 2: DAD1 €, S3ig=254 4 Refeoff

Peask RetTime Type Width Ares
£ [min] [min]  [mAU*s] [naU] %

6.394 MM ©.3181 168.67242 8.21785 2.5771
2  7.1482 NN @,2792 5858.09188 349,22138 97.3269

Totals : £010.76523 1357.63965

+++ End of Report ***
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Data File C:\Chem32\1\
Sample Nome: IT-4747 R

h

o110

Data\Srinivas\IT-2747 R 2022-¢2-01 12-30-33.0 BocHN (R) COzEt
o)

Acg. Operator :
Sample Operator :
Acq. Instrument :
Inj=ction Date :

Acg. Method -
Last changed H
Analysis Method :
Last changed H
Method Info :

Additional Info :

. Sg=
mAU
1750
15004
1250 4
1000
750 3
500 3
m -

SYSTEM
SYSTEM
CHIRAL Location : £
271721822 1:56:82 PN
Inj Volume :© 5.082 pl
C\CHEM3IZ\1\METHODS\IA nHep Ethanol Custom.M
2/1/2822 12:30:24 PHM by SYSTEM
C:\Chem32\1\Methods\Method_develop Chiral _IF _nHep Ethanol.M

1 3/18/2021 4:41:28 PM by S5YSTEM

method developrent for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethancl

Peak(s) manually integrated

i rvasy 4 2 11230330
~

d

0

T T

12 14 16 18

1o

0 12 14 15 18

b

Ared Percent Report

Sorted By
Multiplier
pilution
Sample Amount:

Signal
1.08€2
1.00e9

1.288089 [ng/ul] (not used in calc.)

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig-214,4 Ref-off

Peak RetTime Type wWidth Area Height Area
# [min] [win]  [mau*s] [mav] %
O R f-memmeeee e |--mmmee [
1 6.387 M 8.26086 3.14313e4 2013.11328 91,3759
2 7.292 M 8.2471 2971.23193 2008.36804 8.6241
CHIRAL 4/6/2€22 4:15:50 PM SYSTEM Fage 1o 2
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llll‘
-

BocHN" (R CO,Et

Data File C:\Chems32\1\Data\Srinivas\IT-4747 R 2622-02-01 12-38-33.D
Sample Name: IT-4747 R

Totals : 3.84526e04 2213.4B122

Signal 2: DADI C, Sig=254,4 Ref-off

Peak RetTime Type uidth Area Height Area
= [min] [min] [mau*=] [maus] X
e P e | =-oeemeee J-mmeeeeee |=-emeees |
1 6.385 MM 9.2315 5641.65381 4©6.22049 99.1451
2 7.234 H¥n 9.2674 616.76367 38,33676 5.8589

Totals : 65258.41748 443,85725

*** End of Report ***
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Data File C:\Chem32\1\Data\Srinivas\4795 Upper and Lower 2822.085-12 14.51-01\022-8201.D
Sample Name: Upper Racemlic

R R L e L s T S et e e R e o )

ALY, Operator . SYSTEM Seq. Line : 2

Acq. Instrumant * CHIRAL Location + 2

Injection Date : 5/12/2@22 3:99:11 PM Inj : 1

Inj Volume : 10.608 ul
Method : Ci\Chen32\1\Date“\Srinlvas\4796 Upper and Lower 2822-95-12 14-51-61\FAST
Chiral Scout IF pHep E£thancl.M (Sequence Method)
Last changad T S/12/20822 2:51:81 PM by SYSTEM
Mathod Info : Scouting method for nornal phase chiral separations ChiralPax [F with n-

Heptane and Ethanol

Additicnal Info : Peak(s) marwally integrated

TADT B, Gig-al4,4 Refmck (SrmvasA 756 Upper o Lover 20000512 14 51 01002 0207.0)
AU a 4
#4003 5QS"
12003 & 4;’
E - -
1000 4

= BBEE
a T —
/

p - e ‘“’Q’——
——— . . r ——— : —
| 2 < 0 8 12 14 Vi
T DADTC, Soead d Ra=of (Srrwasid 798 Upper and Lower 100512 1451 DT IREETENT 1)
mAL bJ Q“.
40 @
¢ &
200 3z ©
&
| =
200 If\
- IE
\ \
21 O R SOl M L o SR J & v
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
2 4 2 g ) 12 " e

L e L R TR s e Ty e T s Ty s e P o ]

Area Percent Report

?oc
N
Sorted By g Signal
Multiplier t 1.0000
Dilution : 1.0008
I

Do not use Multiplier & Dilution Factor with ISTDs
0=S=0 CO,Et

Signal 1: DAD1 B, Sige=214,4 Refwoff NO,
Peak RetTime Type Width Area Helght Area

¢ [min] [nin] [mau*s] [mau] 5
cssifesannns]|sracfansssnsfoanasecssefascascnciafcanancna]

1 1e.512 MM @.3518 3.17A47e¢4 15081.9884@8 53.8108 (%)

2 12.061 MM 9.6105 2.71033e4  742.32043 46.17€2

Totals : 5.889380ed4 224430884

CHIRAL 5/12/2021 4:53:57 PN SYSTEM Page 1 of 2
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Deta File C:\Chem32\1'\Date\Srinivas\479€¢ Upper and Lower 2022-85-12 14-51-81\002-8201.D
Sample Nene: Upper Racemic

?oc
N
Signal 2: DAD1 C, Sig=258,4 Refeoff [
Pesk RetTime Type Width Area Height Area N
|

2 [min] [rin] [mauts] [nau] x
] LT T T [T P e |emessnan | A L
1 1e.512 MM ©.3495 946D.42383 451,55734 55,1446 0=s=0 c°2Et
2 12,061 MM 06,6012 7702,55957 213,5385¢ 44.8554 NOz
Totals : 1.7172804 66595559
0 0 0 0 R L (t)

#4% End of Report ***
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Data File C:\Chem32\1\Data\Srinivas\4796 Upper and Lower 2822-85-12 14-51-81)€03-03981.D
Sanple Name: 47595 Upper

Acq. Operator @ SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL

Location : 3
Injection Date : 5/12/2022 3:25:22 PM Inj : 1
Inj Volume : 190.880 pl
Mathod

: C:\Chem32\1\Data\Srinivas'4796 Upper and Lower 2822-85-12 14-51-81\FAST_
Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)

Last changed t 5/12/2022 2:51:81 PM by SYSTEM
Mathod Info ¢ Scoutling method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol
Mditional Info : Peak(s) manually integrated
18, Sg=21428 (Snnras pper and M.51.01 10)
mAl 4 e @
A
1200 ;'—'. ‘9'\
1000 lI v‘,"’
|
200 \
«# |
1
E 3 &
400 4 | \
3
200 f ‘\ II \'\
{1 > ——— = — : = = — l’_ -'__J- — -\)-_
B N [ e e e R B B B\ v o] LY F 5SS IR B S S5 |
4 i) 8 10 12 14 -
DADT C. Sag=254 4 Ref=oll [Sanivas 4798 Upper and Lower 20220512 14-51-07003-0307.0)
mAU -+ ®
: -
A0 S [ | N
A0 | i
250 \
200 ﬁ‘# I',
1603 2281 1\
100 - a" | "\
) | \
50 =3 ,l’ \ ‘I‘ \ \
o_:__’____ R L N I N §Y i, ¢ NS SRR
. T T T - T T — ——
2 1 5 10 12 u ™
Area Percent Report
Sorted By Signal Boc
Multiplier

2 1.0800
Dilution

|
N
: 1.00600 (s)
Do not use Multiplier & Dilution Factor with ISTDs m)
N
|

Signal 1: DAD1 8, Sige214,4 Rof=off

0=S=0 CO,Et
P2ak RetTime Type Kidth Area Height Area Noz
#  [min] [min]  [mAU*s) [mAU] %
| |====| e

eves|ssccnce]|ecsn]eccacen]srcecnnens eremenenes | B Rl |

1 18.684 MM ©6.3087 5204.57568 280.98712 9.8689
2 11.91¢ M ©.6312 5.21846e4 1377.94214 90,9311

Totals : 5.73891e4 1658.92026

CHIRAL 5/12/2022 4:55:85 PM SYSTEM Page lof 2
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Data File C:\Chemn32\1\Data\Srinivas\4796 Upper and Lower 2822-85-12 14-51-01\€03-€301.D

Sample Name: 4796 Upper

Signal 2: DADI C, Sig=254,4 Refwoff

Peak RetTime Type Width Area Heignt Area
# [win] [mdn] |mAU*s ] [nAU] X
e o e |- eemeeeee | emnmrmees |oeeemee |
1 18.600 MM 9.3263 1669.32381 85.27359 9.8264
2 11.911mMm 9.6264 1.53188e4  4@7.55848 90,1736

Totals : 1.69881eq  AG2.87207

*ev End of Raport *++

?oc
N
(S)
(R)
)
0=S=0 CO,Et

NO,

S5

543



Data File C:\Chem32\1\Data\Srinivas\4796 Upper and Lower 2022-85-12 14-51-01\€64-8501.0
Sample Name: Lower Racenmic

]

Acq. Operator : SYSTEM Seq. Line : 5
Acq. Instrument : CHIRAL Location | 4
Injection Date : 5/12/2822 3:57:49 PH Inj : 1

Inj Volume . 16,000 ul
C:\Chem32\1\Data\Srinivas\4796 Upper and Lower 2022-85-12 14-51-01\FAST_
Chiral Scout 1F _rMep Ethanol,M (Sequence Mathod)

5/12/2822 2:51:901 PA by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Method

Last changed
MNethod Info

o

Additional Info : Peak(c) manually integrated

DADI B. S0=014.4 Ref=aF [STWas £750 Uppar and Lower 2122-05- 12 18-51-0 10040501 D)
mAU 3 & "
E & ol
16ce 3 T8y
1220 3 F’ 8
1006 3 ’ A
> A
250 3 J I \
e ) Nl S
— T — T T — T T—T— 7
2 4 £ L . 1 14 me
DADT C, Sgm264 4 Rel=of (Srivas 4766 Upper and Lower 20020512 4-51-01D04-0501.0)
uE 8 &
0o 3 v
- \ i
o AVAN
o] J
3 4 < 3 19 12 " ma
Area Percent Report
Sorted By s Signal
Multiplier H 1.0083 ?00
Dilution : 1.e022 N
Do not use Multiplier & Dilution Factor with ISTOs E j/
N7
Signal 1: DAD1 B, $1g=214,4 Ref=off h |
0=S8S=0 CO,Et
Peak RetTime Type Width aea Helpght Area
s [min] [min]  [mALts] [mau] X NO,
o R Lt [ s B |
1 §.922 M1 9,3119 3.38156e4 1886.7275%4 56.7222
2 11.125 MM 9,3794 2.58005e4 1133,45527 43.2778
Totals : 5.96161a4 254022681 (%)
CHIRAL 5/12/2022 4:55:57 PM SYSTEM Fage L oI 2
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Data File C:\Chem32\1\Data\Srinivas\47%6 Upper and Lower 2022-85-12 14-51-21\084-8501.D

Sample Name: Lower Racemic

Signal 2: DAD1 C, Sigs=254,4 Ref=off

Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [maU] %
e R i BEEEes |--meeeeee- |-=nemeees |- |
1 9.922 MM 0.3000 8999.25293 499.96991 56.1193
2 11.125 MM 0.3837 7036.67822 385.66632 43.8867

Totals : 1.6835%e4  885.63623

*** End of Report ***

I?oc
Nj‘/
[::Fd '"Vq
|
0O=S=0 CO,Et

NO,

()
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Data File C:\Chem32\1\Data\Srinivas\a756 Upper and Lower 20822-85-12 14-51-81\925%-0621.D
Sample Name: 4796 Lower

L e P

Acg. Operator @ SYSTEM Seqg. Line : &
Acg. Instrument : CHIRAL Location : 5
Injection Date : 5/12/2022 4:14:86 PM Injis %
Inj Volume : 10.660 1
Method : C:\Chem32\1\Data\Srinivas\4795 Upper and Lower 2022-65-12 14-51-81\FAST

Chiral Scout IF_nMep Ethanol.M {Sequence Method)

571272822 2:51:81 PM by SYSTEM

Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Last changed
Metheod Info

Additional Irnfo : Peak(cg) manually integrated
DADT B 5g=214,4 Ref=a% (Srnnas' 700 Unoer and Lower ST00-05. 12 1421010020001 0)
mAY

v
i 19

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

2 4 [ 2
DAD1 C. Sig=254 4 Ref=off (Srrives¥ 706 Upper orad Lower 2022-05-12 14-57-01'005-0601.0)

- &8

AU g 8 fﬁ
0
3003 [
2003 8 ﬁ"f \
WA
03 u(\x_ N =
2 4 L) 3 10 iz e
Area Percent Report
Sorted By : signal
Multiplier 4 1.00¢e (S)
Dilution { 1.00ce "
Do not use Multiplier & Dilution Factor with ISTDs "I
o=$=0 co,ea
Signal 1: pDaD1 B, Sige214,4 Ref=off
gna , Sige NO,
Peak Retlime Type Width Area Helght Area
% [win] [min]  [maU*s) [nau] %
seve|emennas |oeeefomnnens |+emnneee s [2mmmmnnee fremmees |
1 18.005 MM 9.3099% 6178.16748 342.18993 19.0663 S6
2 11.843 MM 9.4382 5.51964ed  2099.14815 89.5337
Totals : 6.1374604 2441.33722
CHIRAL 5/12/2622 4:56:54 PM SYSTEM Page 1o 2
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Data File C:\Chem32\1\Data\Srinivas\a796 Upper and Lower 20822-85-12 14-51-81\005-0601.0

Sample Name: 4796 Lower

Signal 2: DADI C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
4 [win] [wdn] [nAU*s] [mAL] A
1 18,086 M1 8.2793 1435.29565 85.71114 8.5839
2 1,842 mm 9.4182 1,52978e4  B521.56360 91.4179

Totals : 1,6734124 707.27473

¢+* End of Raport **¢

?oc
N
(S)
sy,
NT
I
O0=S=0 CO,Et
NO,
S6

548



