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Crystallographic data of 7d trans

Fig 1: ORTEP diagram for 7d trans (with ellipsoid contour 50%)
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C13

Ci4

Empirical formula

Formula weight
Temperature

Wavelength, A(A)

Crystal system, space group

Unit cell dimensions

C17 H25 N3 06 S
399.46

123(2) K

1.54178 A

Orthorhombic, P2(1)2(1)2(1)

a= 7.4329(2) A alpha =90 deg.

b=14.0813(4) A beta = 90 deg.
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Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal color and shape
Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 66.62
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on FA2

Final R indices [I>4sigma(l)]

R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

c =18.3821(5) A gamma = 90 deg.

1923.96(9) A3

4, 1.379 Mg/m”3

1.842 mm”-1

848

Colorless column

0.40 x 0.15x 0.15 mm

3.95 to 66.65 deg.

-8<=h<=8, 0<=k<=16, 0<=I<=21
12918 / 3250 [R(int) = 0.0264]
98.4 %

Emopirical

0.7528 and 0.5298

Full-matrix least-squares on F*2
3167 /0 / 251

1.051

R1=0.0207, wR2 = 0.0545
R1=0.0211, wR2 = 0.0552
0.053(11)

0.0035(2)

0.194 and -0.202 e.A"-3
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Crystallographic data of 9g trans

Fig 2: ORTEP diagram for 9g trans (with ellipsoid contour 60%)

Empirical formula C26 H33 N3 08 S

Formula weight 547.61

Temperature 123(2) K

Wavelength, A(A) 1.54178 A

Crystal system, space group Orthorhombic, P2(1)2(1)2(1)
Unit cell dimensions a= 8.6172(2) A alpha =90 deg.
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Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal color and shape
Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 66.62
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on FA2

Final R indices [I>4sigma(l)]

R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

b=11.8985(4) A beta =90 deg.
c =27.2367(8) A gamma = 90 deg.
2792.63(14) A3

4, 1.302 Mg/m”3

1.472 mm”-1

1160

Colorless thin plate

0.30 x 0.25 x 0.10 mm

3.25 10 66.70 deg.

-10<=h<=10, 0<=k<=13, 0<=1<=32
19320 / 4784 [R(int) = 0.0217]
97%

Empirical

0.7528 and 0.5816

Full-matrix least-squares on F*2
4729/0/348

1.055

R1=0.0208, wR2 = 0.0561
R1=0.0210, wR2 = 0.0562
0.001(9)

0.00128(9)

0.206 and -0.219 e.A*-3
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Crystallographic data of 10

Fig 3: ORTEP diagram for 10 (with ellipsoid contour 50%)

£) cig

Empirical formula

Formula weight
Temperature

Wavelength, A(A)

Crystal system, space group

Unit cell dimensions

C21H26 N3 06 S +, ClI -

483.96

123(2) K

1.54178 A

Orthorhombic, P2(1)2(1)2(1)

a= 5.9955(1) A alpha =90 deg.
b=13.9616(2) A beta =90 deg.

c=27.0117(5) A gamma = 90 deg.
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Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal color and shape
Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 66.62
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on FA2

Final R indices [I>4sigma(l)]

R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

2261.06(6) A3

4, 1.422 Mg/m”3

2.735 mm?-1

1016

Colorless flat column
0.35x0.10 x 0.06 mm

3.27 to 66.62 deg.

-6<=h<=6, 0<=k<=16, 0<=I<=32
15640 / 3832 [R(int) = 0.0223]
96.7 %

Emopirical

0.7528 and 0.4961

Full-matrix least-squares on F*2
3786 /117297

1.054

R1=0.0188, wR2 = 0.0509
R1=0.0189, wR2 = 0.0512
-0.003(8)

0.00178(12)

0.199 and -0.182 e.A*-3
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13C chemical shifts identify the cis and trans diastereomers in each
set of products

To determine which of the products corresponds to the cis or trans diastereomer, complete 'H
and "3C chemical shift assignments were made using 1D "H, 1D '3C spectra and 2D 'H, '*C HSQC
and HMBC spectra. Chemical shifts were referenced to TMS, and select '3C shifts are reported
in Table S1; note that the shifts for the ethyl group carbons (E1= -OCHa-, E2 = -CH3) show little
difference between diastereomers or across the family of compounds.

Summing the Cs and Ce shifts for the two Ser-derived mono-protected products reveals a (Cs +
Cs) chemical shift difference of about 7.35 ppm between the two diastereomers. Because this
difference roughly matches the 6.3 ppm difference by which the trans compound shifts would be
expected to be upfield of the cis compound shifts due to the gamma-gauche interaction, the
species with the more upfield shift total is assigned as the trans diastereomer. A similar analysis
is given for the Val-derived compound.

For each of the three sets of compounds analyzed as di-protected products, one diastereomer
gives two sets of NMR resonances; chemical shift analysis and 2D NOESY data indicate that
these correspond to rotamers of the Boc protecting group. Using the chemical shifts of the more
populated rotamer, analysis as above in each case identifies the samples that show evidence of
rotamers as the trans species (Table S1). The average (Cs + Cs) chemical shift difference for
these species, 9.36 ppm, is ~2 ppm greater than for the mono-substituted piperazines (average:
7.36). The direction of the difference leaves the analysis unaffected (note also that none of the
minor rotamers show chemical shift differences with respect to the cis species of less than 7.37
ppm). This difference arises primarily from the trans states shifts: the (Cs + Ce) totals for the cis
species are all within 1.6 ppm of one another, whereas the (Cs + Cs) totals for the di-protected
trans species are each about 3 ppm less than the (Cs + Cg) totals for the mono-protected trans
species. We infer that the Boc protecting group rotamers can modestly perturb the piperazine
ring shifts at Cs/Cg upfield for the cis species, but more significantly perturb them for the trans
species. The additional upfield shifts reflect additional gauche interactions, suggesting that steric
crowding of substituents is perturbing conformation and hence chemical shift.
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Table S1. 3C chemical shifts for diastereomer products

Ser Val Ala Leu Phe
cis trans cis trans cis trans’ cis trans' cis trans'
E1 60.71 60.74 60.95 60.75 61.03 60.92 61.08 60.84 61.12 60.88
E2 1416 14.31 14.03 14.21 1424 14.18 14.26 14.16 14.09 1412
Cs 46.03 39.02 46.99 39.33 41.75 36.85 4251 40.92 4156 37.11
Ce 4221 41.87 4156 41.84 4521  40.90 4496 37.10 4580 40.84

Cs+ Cs 88.24 80.91 88.55 81.17 86.96 77.75 87.47 78.02 87.36 77.95
A=735 A=7.38 A=9.21 A=945 A=9.41

'these compounds exhibit two conformers in slow exchange due to slow rotation about the Boc-N, bond; the '*C shifts for the more
populated rotamer are reported here.

All species identified as trans show canonical NOE peaks and 3Jun and 3Juc couplings consistent
with diaxial substituents at positions 2 and 3.
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Data File C:\Chem32\..._ Alawittig ©50616\chiral_test_011116 2016-85-06 09-00-29\061-0201.D
Sample Name: BCM-GSK-14@Rac

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 61
Injection Date : 5/6/2016 9:18:19 AM Inj : 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\GSK_Alawittig ©50616\chiral_test_©11116 2016-05-06 09-20-
@9\FAST_Chiral_Scout_ID_nHep_Ethanol.M (Sequence Method)

Last changed 1 5/6/2016 9:00:09 AM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-

Heptane and Ethanol

Sample Info : BCM-GSK-148Rac
Additional Info : Peak(s) manually integrated
DAD1A, Sig=254 4 RM(GSK_AI:WM_OGOMW test_011118 2016-05-06 08-00-021061-0201.D0)
mAU
] °O
] 5 «9‘:6‘
. <d
-
%]
]
0]
2]
10]
o]
1 1 1 1 1 1 M M 1 M M 1 M
2 - [} 8 10 12 14 mrg
Area Percent Report
Sorted By : Signal
Multiplier ) 1.0000
Dilution - 1.0000
Do not use Multiplier & Dilution Factor with ISTDs CHj
BOC\ )\/\
N CO,Et
Signal 1: DAD1 A, Sige254,4 Refwoff H
3alf racemic
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
) EEREe R e [==memmnmen R |-=nnnne |
1 4.789 MF 9.1706 518.10272 50.60864 52.5895
2 5.136 FM 9.1331 467.08087 58.50462 47.4105
CHIRAL 5/6/2016 11:20:23 AM SYSTEM Page 1l of2
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Data File C:\Chem32\..._ Alawittig 05@616\chiral_test_011116 2016-05-06 09-00-29\064-0301.D
Sample Name: BCM-GSK-124-Wittig-L

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 64
Injection Date : 5/6/2016 9:34:30 AM Inj : 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\GSK_Alawittig ©5@616\chiral_test_©11116 2016-85-06 ©9-00-
@9\FAST_Chiral_Scout_ID_nHep_Ethanol.M (Sequence Method)

Last changed : 5/6/2016 9:00:09 AM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-

Heptane and Ethanol
Sample Info : BCM-GSK-124-Wittig-L

Additional Info : Peak(s) manually integrated

DADI A, Sig=254,4 Ref=0f (GOK_AlaW ittg_050016\chiral_test_011116 2016-05-05 08-00-09064-0301.0)
mAU 8 &
] Hg ",;s-
] &
140 ] ¥
120
100
80
80
40
20.]
0]
1 1 1 1 1 1 1
2 < 8 8 10 12 14
Area Percent Report
Sorted By : Signal
Multiplier - 1.0000
Dilution : 1.0000 CHj
Do not use Multiplier & Dilution Factor with ISTDs Boc.. )\/\
N CO,Et
H
. 3a
Signal 1: DAD1 A, Sige254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] EREER R B |=mmmmmee |-=mmemee |-=mnee |
1 4.799 MM 9.1639  29.20967 2.97001 1.0849
2 5.23e MM ©.2941 2663.06348 150.89680 98.9151
CHIRAL 5/6/2016 11:22:56 AM SYSTEM Page 1 of 2

5149




Data File C:\Chem32\..._ Alawittig ©50616\chiral_test_©11116 2016-85-06 10-57-48\066-0201.D
Sample Name: BCM-GSK-153C-Wittig-D

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 66
Injection Date : 5/6/2016 11:15:59 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 pl

Method : C:\Chem32\1\Data\GSK_Alawittig @5@616\chiral_test_©11116 2016-85-06 10-57-
48\FAST_Chiral_Scout_ID nHep_Ethanol.M (Sequence Method)

Last changed : 5/6/2016 10:57:48 AM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-

Heptane and Ethanol

Sample Info : BCM-GSK-153C-Wittig-D
Additional Info : Peak(s) manually integrated
DAD1 A, Sig=254.4 Ref=0ff (GSK_AlaW fttg_0500 16\chiral_test_011116 2016-05-00 105748066-0201.D)
1 w
] £
I 4
200 '5"
150 1
100
50+
o o~
1 1 1 1 1 1 1
2 - 8 8 10 12 14
Area Percent Report
Sorted By - Signal
Multiplier - 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs QHS
Boc. A~~~
N~ 7 Co,Et
Signal 1: DAD1 A, Sigw254,4 Refwoff 3f
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
el e R P |-=nmmmne |-=mmmeees | -=nnmeen |
1 4.775 MM ©.2281 2860.47168 208.96288 100.0000
Totals : 2860.47168 208.96288
CHIRAL 5/6/2016 11:34:58 AM SYSTEM Page 1l of 2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-30@ 12-34-20\074-0601.D
Sample Name: Rac-Val-Bottom

Acq. Operator : SYSTEM Seq. Line : 6
Acq. Instrument : CHIRAL Location : 74
Injection Date : 6/30/2017 2:09:00 PM Inj : 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-06-30 12-34-20\FAST
_Chiral_Scout_IE_nHep_2Propanol.M (Sequence Method)

Last changed 1 6/30/2017 12:34:20 PM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-

Heptane and Isopropanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=0ff (Shiva_Knshna_Reddy_Guduni\23-Val 2017-06-20 12-34-201074-0601D)
mAU :
1500 -
1250 -
1000 -
750 -
500 =
m.
0-
250 3
————r— 7 r—r—r—r—r—r—r— 7T
2 < 8 8 10 12 14 mirf
DAD1 B, Sig=220,4 Ref=off (Shva_Knshna_Reddy_Gudun/\23-Val 2017-06-30 12-34-201074-0601.D)
mAU
1200
1000
800
600
400
200
0
—_——
2 < 8 8 10 12 14 min
DAD1 C, Sig=254 4 Ref=off (Shwva_Knshna_Reddy_Guduru\23-Val 2017-08-30 12-34-20074-0601.0)
mAU
400
300
200
100
0
1 1 1 1 1 i 1
2 4 8 8 10 12 14 mirg
H
Area Percent Report N
Sorted By : Signal I:N CozEt
Multiplier : 1.0000 ’i‘
Dilution : 1.0000 $
Do not use Multiplier & Dilution Factor with ISTDs .
Cis
racemic
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-30 12-34-20\074-0601.D
Sample Name: Rac-Val-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %

R EECEE =eme]mmenes |==mmemmnee [=emmmnmenn Jnmnnes l
1 11.659 MM ©.3788 3.79414e4 1669.32178 46.1820
2 12,713 MM ©.4486 4.4214%e4 1642.87720 53.8180

Totals : 8.21563e4 3312.19897

Signal 2: DAD1 B, Sige=220,4 Refwoff

Peak RetTime Type Width Area Height Area H
# [min] [min]  [mAU*s] [mAU] % N
] ELLEELE (RETLI EETEELE |eeeeeenne- (EETLELLILE |=eeenee- |
1 11.658 MM ©.3780 2.87438e4 1267.26550 47.5243 CO.Et
2 12,712 MM ©.4315 3.17385e4 1225.80908 52.4757 'f
Ns
Totals : 6.04823e4 2493.07458
Cis
racemic
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
] ELLETLE (RETLI EETEELE |eeeemenne- |=ememenne- |=eeenee- I
1 11.659 MM ©.3709 9549.31934 429.07864 47.2600
2 12.714 MM ©.4264 1.06566e4 416.54224 52.7400
Totals : 2.02059e4  845.62088
*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Val 2017-06-3@ 12-34-20\075-0701.D
Sample Name: L-Val-Bottom

Acq. Operator : SYSTEM Seq. Line : 7
Acq. Instrument : CHIRAL Location : 75
Injection Date : 6/30/2017 2:25:14 PM Inj: 1

Inj Volume : 5.000 ul
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-06-30 12-34-20\FAST
_Chiral_Scout_IE_nHep_2Propanol.M (Sequence Method)

Last changed : 6/30/2017 12:34:20 PM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-

Heptane and Isopropanol

Additional Info : Peak(s) manually integrated
DAD1 A, Sig=210.4 Ref=0ff (Shiva_Krishna_Reddy_Guduny\23-Val 2017-06-30 12-34-20075-0701.0)
mAU

2500
2000
1500
1000

(=]

T & I L T é T lIO A i . |
DAD1 B, Sig=220,4 Ref=off (Shiva_Knshna_Reddy_Guduns\23-Val 2017-06-30 12-34-200075-0701.D)
mAU

. 8888

2 4 8 8 10
DAD1 C. Sig=254 4 Ref=off (Shva_Knishna_Reddy_Guduru23-Val 2017-05-30 12-34-20075-07010)

mAU
800
600
400
200
0
1 1 | | 1 1
2 - 8 8 10 12 14 mrf
Area Percent Report
I A I B I N R R R L L L1 L L L1 _—__—ae H
N
Sorted By : Signal [
Multiplier : 1.0000 N CO,Et
Dilution - 1.0000 |
Do not use Multiplier & Dilution Factor with ISTDs Ns
7d cis
CHIRAL 6/30/2017 3:03:59 PM SYSTEM Page 1l of 2
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Signal 1: DAD1 A, Sig=210,4 Refwoff

Peak RetTime Type Width Area

Height

Area

2898.06006 100.0000

# [min] [min]  [mAU*s]
Sl EEEE R P O |-=mmmeees |-=nmneee |
1 12.632 MM ©.4929 8.57091e4
Totals : 8.57091e4

Signal 2: DAD1 B, Sige220,4 Refwoff

Peak RetTime Type Width Area

2898.06006

Height
[mau]

2609.25854 100.0000

# [min] [min]  [mAU*s]
S ROSEEEE R o R |-mmeemenen
1 12.632 MM ©.4475 7.00560e4
Totals : 7.00560e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

2609.25854

Height

Area

ceme|emneees e pee |- mmnnns |=emmnnnae |=mmemees |
915.64758 100.0000

1 12.634 MM ©.4292 2.35800e4

Totals : 2.35800e4

915.64758

*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Val 2017-06-3@ 12-34-20\075-0701.D
Sample Name: L-Val-Bottom

CO,Et
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Val 2017-06-3@ 12-34-20\076-0801.D
Sample Name: D-Val-Bottom

Acq. Operator : SYSTEM Seq. Line : 8
Acq. Instrument : CHIRAL Location : 76
Injection Date : 6/30/2017 2:41:28 PM Inj: 1

Inj Volume : 5.000 ul
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-06-30 12-34-20\FAST
_Chiral_Scout_IE_nHep_2Propanol.M (Sequence Method)

Last changed : 6/30/2017 12:34:20 PM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-

Heptane and Isopropanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0off (Shiva_Knshna_Reddy_Guduns/\23-Val 2017-06-30 12-34-201076-0201.D)
mAl
2500
2000
1500
1000
0
——rr——r——rY—r—r—r— T r—Tr— T
2 - 8 10 12 14 g
DAD1 B, Sig=220,4 Ref=0off (Shiva_Knshna_Reddy_Guduns\23-Val 2017-06-30 12-34-201076-0801.D)
mAU
2000
1500
1000
500
0
1 1 1 | 1 |l 1
2 - 8 8 10 12 14 mrf
DADI C, Sig=254.4 Ref=off (Shva_Krishna_Reddy_Guduru\23-Val 2017-06-30 12-34-201076-0801.0)
mAU
800
600
400
200
0
1 1 1 1 1 1
2 - 8 8 10 12 14 mrf
Area Percent Report H
Ll L L L L L L L L L L L L L L L L L L L Ll Ll L L] Ll L L] Ll L L] N “\\k
Sorted By : Signal [ j
Multiplier : 1.0000 N ~,, ~CO2EL
Dilution - 1.0000 hII
Do not use Multiplier & Dilution Factor with ISTDs S
7j cis
CHIRAL 6/30/2017 3:04:18 PM SYSTEM Page lof 2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Val 2017-06-3@ 12-34-20\076-0801.D
Sample Name: D-Val-Bottom
Signal 1: DAD1 A, Sig=210,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P e R |-=meeee |
1 11.591 MM ©.4121 7.03671e4 2845.76709 100.0000

Totals : 7.03671e4 2845.76709

Signal 2: DAD1 B, Sige220,4 Refwoff

Peak RetTime Type Width Area Height Area H
# [min] [min]  [mAU*s] [mau] % N_
eece|ecacee. |oeee|onecees |eeccenneee [eeeecccee- |eeceeee- I [ ]
1 11.588 MM ©.3826 5.77813e4 2516.99072 100.0000 N~ _CO,Et
|
Totals : 5.77813e4 2516.99872 Ns
7j cis

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
S RS | =en | meeees R |-nmemmeee f-=mneeen |
1 11.59¢ MM ©.3745 1.99844e4  889.32953 100.0000

Totals : 1.99844e4  889.32953

*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-26-30 12-34-20\071-0201.D

Sample Name: Rac-Val-Top

Acq. Operator : SYSTEM

Seq. Line : 2

Acq. Instrument : CHIRAL Location : 71
Injection Date : 6/30/2017 12:54:47 PM Inj: 1
Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-06-30 12-34-20\FAST

_Chiral_Scout_IA nHep_Ethanol.M (Sequence Method)

Last changed
Method Info
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

: 6/30/2017 12:34:20 PM by SYSTEM
: Scouting method for normal phase chiral separations ChiralPak IA with n-

mmlksfma4hhdu9wlmumame<hmm&~amno&m1zuamnam1m
mAU 3 R
mmg Jﬂ ; 49
2500 3
2000 3
1500 3
1000
0
03 e
——— 1 : S
4 14 18
mmlasf4m4aeqn5MnKmhunmw<hwmmwamno&wizuamnam1m
mAU 3 >
3000 3 ﬁb éy
2500 3 ip’
1500 3
1000 3
500 3
04
1 1 1 1 1 1 1 1
2 4 [ 8 10 12 14 18
DAD1 C. Sig=254 4 Ref=cff (Shiva_Krishna_Reddy_Guduru23-Val 2017-06-30 12-34-201071-0201.0)
mAU 7 )
3 @QA \‘.‘
1000 ' &
: s
800 e
600 3
400 7
200
07 Ly ~
1 1 1 1 1 1 1 1
2 4 [ 8 10 12 14 18
Area Percent Report H
Ll L L] L L L L] Ll L L N
Sorted By : Signal [N COZEt
Multiplier : 1.0000 |
Dilution : 1.0000 Ns
Use Multiplier & Dilution Factor with ISTDs
Trans
racemic
CHIRAL 6/30/2017 3:01:50 PM SYSTEM Page 1 of 2
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 7.3680 MM ©.1760 3.46235e4
2 9.477 MM ©.2426 3.72676e4

Totals : 7.18911e4

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

Height
3278.70728
2560.61548

5839.32275

Height

48.1611
51.8389

Area

1 7.359 MM ©.1544 3.11400e4
2 9.476 MM ©9.2375 3.03213e4

Totals : 6.14612e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

3362.17480
2128.10376

5490.27856

Height

50.6660
49.3340

1 7.359 MM ©.1456 1.09450e4
2 9.477 MM ©.2421 1.02144e4

Totals : 2.11594e4

1252.71252
7083.09852

1955.80304

51.7262
48.2738

*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-26-30 12-34-20\071-0201.D
Sample Name: Rac-Val-Top

H
N

CO4Et
N 2

Ns

Trans
racemic
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-3@ 12-34-20\072-0301.D
Sample Name: L-Val-Top

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 72
Injection Date : 6/30/2017 1:13:57 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-30 12-34-20\FAST
_Chiral_Scout_IA nHep_Ethanol.M (Sequence Method)
Last changed : 6/30/2017 12:34:20 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IA with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0off (Shiva_Knshna_Reddy_Guduns\23-Val 2017-08-30 12-34-201072-0201.0)
3000 3
25003
2000 3
1500 3
1000
=
G: —
e e ————————
2 4 ] 8 12 14 18
DAD1 B, Sig=220.4 Ref=oF (Sha_Krshna_Reddy_Gudurd23-Val 20170830 12-34-200720301 D)
mAU 3 R
3000 &
2500 3 &
2000
1500 3
1000 3
.
0 E A . j\. —— P et ————————
B 1 1 1 1 1 | 1 )
2 4 8 8 10 12 4 18
DAD1 C, Sig=254 4 Ref=off (Shva_Knshna_Reddy_Guduru'23-Val 2017-08-30 12-34-20'072-0301.D)
mAl
1000
£00
600
400 3
200
"
1 1 1 Ll
2 4 (-] 18
Area Percent Report
LL L] Ll L L] L L L L] Ll L L H
N
Sorted By : Signal [
Multiplier : 1.0000 N~ _CO,Et
Dilution : 1.0000 |
Use Multiplier & Dilution Factor with ISTDs Ns
7d trans
CHIRAL 6/30/2017 3:02:35 PM SYSTEM Page 1

5159



Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-3@ 12-34-20\072-0301.D
Sample Name: L-Val-Top
Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 9.461 MM ©.4078 7.97546e4 3259.58008 100.0000

Totals : 7.97546e4 3259.58008

Signal 2: DAD1 B, Sige=220,4 Refwoff

Peak RetTime Type Width Area Height Area H
#  [min] [min]  [mAU*s] [mAU] % N
ST il S st S S St e T | [
1 9.460 MM ©.3677 7.18107e4 3254.91162 100.0000 N -, -COzEt
|
Totals : 7.18107e4 3254.91162 Ns
7d trans

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [maU] %
el B [ EaEs | = mmmees |-=mmmmee | -=nnneen |
1 9.461 MM ©.3526 2.44784e4 1156.94116 100.0000

Totals : 2.44784e4 1156.94116

*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-3@ 12-34-20\073-0401.D
Sample Name: D-Val-Top

Acq. Operator : SYSTEM Seq. Line : a
Acq. Instrument : CHIRAL Location : 73
Injection Date : 6/30/2017 1:33:11 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-30 12-34-20\FAST
_Chiral_Scout_IA nHep_Ethanol.M (Sequence Method)
6/30/2017 12:34:20 PM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IA with n-
Heptane and Ethanol

Last changed
Method Info

e

Additional Info : Peak(s) manually integrated

DADT A, Sig=210,4 Ref=off (Shiva_Krishna_Reddy_Guduns23-Val 2017-06-20 12-34-20072-0401 D)
3000 3
2500
2000 3
1500 3
1000 3
o0
LE i
D T S S S S .
2 4 8 8 10 12 14 18
DAD1 B, 5ig=220,4 Ref=off (Shiva_Krishna_Reddy_Gudunii23-Val 2017-06-20 12-34-20072-0401 D)
mAU <
3500 -
3000 -
2500 -
2000 -
1500
1000 -
m.
0 - -
1 1 1 1 1 1 1 L}
2 4 8 8 10 12 14 18
DADT C. Sig=254.4 Ref=off (Shiva_Krishna_Reddy_Guauru23-Val 2017-06-30 12-34-201073-0401.0)
mAU 1 A
2000 ,49
1500 3
1000 3
500
0: LN w_ —
1 1 1 1 1 1 M 1 1
2 4 [ 8 10 12 14 18
Area Percent Report
LL L] Ll L L] L L L L] Ll L L H
N oW
Sorted By : Signal [
Multiplier : 1.0000 N CO,Et
Dilution : 1.0000 |
Use Multiplier & Dilution Factor with ISTDs Ns
7j trans
CHIRAL 6/30/2017 3:02:58 PM SYSTEM Page 1
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-val 2017-86-3@ 12-34-20\073-0401.D
Sample Name: D-Val-Top
Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 7.33e MM ©.2235 4.65298e4 3470.05884 100.0000

Totals : 4.65298e4 3470.05884

Signal 2: DAD1 B, Sige=220,4 Refwoff

Peak RetTime Type Width Area Height Area H
# [min] [min] [mAU*s]  [mAU] x N_.»
ST il WS it S S Bt fesnie: T | [
1 7.331 MM ©.1994 4.62491e4 3866.16284 100.0000 N CO,Et
|
Totals : 4.62491e4 3866.16284 Ns
7j trans
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min) [min]  [mAU*s] [mAU] %
S o guninak R R, ol i it feesas |
1 7.326 MM ©.1548 2.22667e4 2396.88232 100.0000
Totals : 2.22667e4 2396.88232
*** End of Report ***
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Data File C:\Chem32\...\Demo\Kevin_Isopropanol_Prime 2017-05-18 10-48-08\IA-Ethanol--@02.D
Sample Name: Racemic Serine

Acq. Operator : SYSTEM Seq. Line : 2

Acq. Instrument : CHIRAL Location : 91

Injection Date : 5/18/2017 11:10:38 AM Inj : 1

Inj Volume : 10.200 ul
Method : C:\Chem32\1\Data\Demo\Kevin_Isopropanol_Prime 2017-05-18 10-48-08\FAST_
Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)
Last changed : 5/18/2017 10:48:08 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol

Additional Info : Peak(s) manually integrated
DAD1 A, Sig=210,4 Ref=0off (DemoKevn_Isopropancl_Pnime 2017-05-18 1048-08VA-Ethanci-002.0)

mAU = .9
s NS
1750 FAX
1500 2 &
1250
1000 5
750
w.
250- \L
0-
—F—————F————r—— 17—+ 71—+
2 < 8 8 10 12 14 18 13 mir
DAD1 B, Sig=220.4 Ref=0ff (DemoiKevn_lsopropandl_Prime 2017-05-18 1048-08VA-Ethancl—002.0)
mAU_
700 -
m.
m.
m.
m.
200 -
100 <
0-
1 1 1 1 1 1 1 1 1 <
2 4 6 8 10 12 14 18 13 miry
DAD1 C. 5ig=254 4 Ref=off (DemoKevin_lsopropanol_Prime 2017-05-18 10-48-05A-Ethano-002 D)
mAU ] 55
] P
p L)
80 gl
-
407
20
o' P~
—
2
S S Racemic
Area Percent Report SE R_O_Bn
Sorted By : Signal BnO ether
Multiplier : 1.0000
Dilution - 1.0000
Do not use Multiplier & Dilution Factor with ISTDs OH
BocHN
O
CHIRAL 5/19/2017 2:49:5@ PM SYSTEM Page 1 of 2
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Signal 1: DAD1 A, Sige=210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
] ERTER R | = mmmene R | =emenee |
1 6.007 MM ©.2564 2.74118e4 1781.83386 51.2233
2  6.469 MM ©.2412 2.61025e4 1803.95007 48.7767

Totals : 5.35142e4 3585.7839%4

Signal 2: DAD1 B, Sige=220,4 Refw=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
el TR R P |-=mmmeees |-=mmmmne | =nmmnee |
1 6.006 MM ©.1904 8739.47461 764.90393 54.1957
2 6.467 MM ©.1858 7386.29736 662.42657 45.8043

Totals : 1.61258e4 1427.33@51

Signal 3: DAD1 C, Sigw=254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %
] EETEERE R T |-smenmnnen R |-emenene |
1 6.7 MM ©.1768 949.08167 89.46393 53.8695
2 6.467 MM ©.1777 812.7359@ 76.21669 46.1305

Totals : 1761.81757 165.68062

Racemic
SER-O-Bn
ether

BnO

BocHN

*** End of Report ***
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Data File C:\Chem32\...\Demo\Kevin_Isopropanol_Prime 2017-05-18 10-48-08\IA-Ethanol--02.D
Sample Name: Racemic Serine

OH
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Data File C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 15-44-23\091-0201.D

Sample Name: L-Serine

Acq. Operator
Acq. Instrument :
Injection Date
Method

Last changed
Method Info

Additional Info

: SYSTEM Seq. Line : 2
CHIRAL Location : 91
: 5/4/2017 4:06:53 PM Inj : 1
Inj Volume : 10.200 ul

: C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 15-44-23\FAST_Chiral_

Scout_IC_nHep_2Propanol.M (Sequence Method)

: 5/4/2017 3:44:23 PM by SYSTEM
: Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol

: Peak(s) manually integrated

DAD1 A, Sig=210.4 Ref=0ff (Snnivas\ELS_chral_scout 2017-05-04 1544-221091-0201.0)

I

T—r—r—r—T —T —T
12 18

2 4 8 g 10
DAD1 B, 5ig=220.4 Ref=oFf (Snnivas\ELS_chral_scout 2017-05-04 1544-23001-0201.0)

v

88888 ¢

ug_ﬂ—-——J--

Area Percent Report

Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

CHIRAL 5/19/2017 2:48:15 PM SYSTEM
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(S)-SER-O-Bn

ether
BnO
OH
BocHN™(S)
O
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Data File C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 15-44-23\091-0201.D
Sample Name: L-Serine

Signal 1: DAD1 A, Sig=210,4 Refw=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %

1 6.1e5 MM ©.2936 3.37022e4 1912.97864 100.0000

Totals : 3.37022e4 1912.97864
(S)-SER-O-Bn

Signal 2: DAD1 B, Sig=220,4 Ref=off ether
Peak RetTime Type Width Area Height Area BnO

# [min)] [min]  [mAU*s] [maU] %
L] EELEELE T EETELTE [EELTITEILL [EELTITEIEL |eeenee-- |

1 6.184 MM ©.2026 1.43042e4 1176.63611 98.3166 BocHN™(S)

2 6.517 MM ©.2130 244.91501 19.16068 1.6834 O
Totals : 1.45491e4 1195.79679
Signal 3: DAD1 C, Sig=254,4 Refwoff
Peak RetTime Type Width Area Height Area

# [min] [min] [mAU*s] [mau] %
SLE] ELTETE (EEEE) ELEELLE [ELELIEIILE |eeeeeeen-- |==eene-- |

1 6.184 MM ©.1692 1811.26855 178.39732 96.4560

2 6.523 MM ©.2418  66.54992 4.58628 3.5440
Totals : 1877.81847 182.98360

*** End of Report ***
CHIRAL 5/19/2017 2:48:15 PM SYSTEM Page 2 of 2
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Data File C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 09-58-50\051-0701.D
Sample Name: D-Serine

Acq. Operator : SYSTEM Seq. Line : 7
Acq. Instrument : CHIRAL Location : 51
Injection Date : 5/4/2017 11:48:21 AM Inj : 1
Inj Volume : 10.200 ul
Method : C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 ©9-58-50\FAST_Chiral_

Scout_IC_nHep_2Propanol.M (Sequence Method)

Last changed : 5/4/2017 9:58:51 AM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-
Heptane and Isopropanol

Additional Info : Peak(s) manually integrated
DAD1 A, Sig=210.4 Ref=0ff (Snnivas\ELS_chral_scout 2017-05-04 09-58-501051-0701.D)

8588 ¢

8

o

OB A58888 2

Loaadoaslaaalaaalaaalasalaasly

L L L L L L L DL LD L L LD LD DLl L L DLl DL LD LD LD DL LDl L DL LD L LD L L L (R)-SER-O-Bn
Area Percent Report
R ether
Sorted By : signal BnO\
Multiplier : 1.0000 s
Dilution ) 1.0000 = OH
Do not use Multiplier & Dilution Factor with ISTDs BocHN (R)
O
CHIRAL 5/19/2017 2:48:49 PM SYSTEM Page 1l of 2
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Data File C:\Chem32\1\Data\Srinivas\ELS_chiral_scout 2017-05-84 09-58-50\051-0701.D

Sample Name: D-Serine

Signal 1: DAD1 A, Sig=210,4 Refw=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %

1 6.191 MM ©.2832 2219.65576 130.64211 6.3629
2 6.632 MM ©.2861 3.26646e4 1902.94104 93.6371

Totals : 3.48843e4 2033.58315

Signal 2: DAD1 B, Sig=220,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el ERCEEEE R P |mmmemnee |-=mmmeeee |-=nmeee |
1 6.208 MM ©.2157 566.64063 43.77433 4.4311
2 6.633 MM ©.2106 1.22210e4 967.06311 95.5689

Totals : 1.27877e4 1010.83744

Signal 3: DAD1 C, Sig=254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
S R R P |mmmmenes |-emmmees |-eennees |
1 6.214 MM ©.2274 125.75787 9.21786  8.4842
2 6.634 MM ©.1832 1356.49536 123.41334 91.5158

Totals : 1482.25323 132.63120

*** End of Report ***

CHIRAL 5/19/2017 2:48:49 PM SYSTEM
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-08-22 17-50-42\054-0201.D
Sample Name: 23-Ser-Cis-Rac

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 54
Injection Date : 8/22/2017 6:13:12 PM Inj: 1

Inj Volume : 10.000 ul
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42
\FAST_Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)

8/22/2017 5:50:42 PM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IC with n-
Heptane and Isopropanol

Method

.

Last changed :
Method Info :

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Knshna_Reddy_Gudun/\GSK-23-5er 2017-08-22 17-50421054-0201 D)
"M_'
1500
1000 3
500
03 ~
. . e ereer——— Y e — —— . —
2 4 6 g 10 12 14 16 18 [ 3
DAD1 B, 5ig=220.4 Ref=0ff (Shiva_Krishna_Reddy_Gudun\GoK-23-5er 2017-08-22 17-50-421054-0201 D)
"3 B o 8
1400 3 Fe F
= . - y
1200 3 ¥ -
1000 3
0
800 3
40
200
03 : :
— ———— S — — S —— —
2 4 g 10 12 14 16 18 f &
DAD1 C. Sig=254 4 Ref=off (Shiva_Krishna_Reddy_Guauru\GoK-23-Ser 2017-08-22 17-50421054-0201.0)
mAU o &
: N
4003 Cal :#'
200
200
1003
O: T T
B e S S e T A A S e e A A
2 4 6 g 10 12 14 18 18 ek
Area Percent Report H OBn
L L] _-mes L L L] Ll L L] Ll L L] N
Sorted By Signal [
Multiplier 1.0000 N COEt
Dilution 1.0000 [
Do not use Multiplier & Dilution Factor with ISTDs Ns
Cis
racemic
CHIRAL 8/23/2017 9:56:29 AM SYSTEM Page 1 of 2
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-08-22 17-50-42\054-0201.D
Sample Name: 23-Ser-Cis-Rac

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

Sl EEEE R R [-=mmmmees |-=nmneen |
1 13.075 MM ©.4082 6.06526e4 2476.30469 54.0836
2 14,414 MM ©.4482 5.14933e4 1914.85754 45.9164

Totals : 1.12146e5 4391.16223

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area H OBn
# [min] [min]  [mAU*s] [mau] % N
ceee|ecence- REED) EXTTILE EXEIILEILE |-eeeecene- |=eeeeee- | [
1 13.875 MM ©.3677 3.56526e4 1615.93127 55.4656 CO,Et
2 14.414 MM ©.4278 2.86261e4 1115.31750 44.5344 Fli
Ns
Totals : 6.42787e4 2731.24878
Cis
racemic

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %
] ERTER R P R [=mmmnmens | nmnees 1
1 13.076 MM ©.3654 1.13579e4 518.00879 55.7752
2 14.414 MM ©.4249 9005.81836 353.27780 44.2248

Totals : 2.03637e4  871.28659

*** End of Report ***

CHIRAL 8/23/2017 9:56:29 AM SYSTEM Page
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-088-22 17-50-42\055-0301.D
Sample Name: 23-L-Ser-Cis

Acq. Operator
Acq. Instrument
Injection Date

Method

Last changed
Method Info

.

Additional Info :

SYSTEM Seq. Line : 3
CHIRAL Location : 55
8/22/2017 6:34:25 PM Inj: 1

Inj Volume : 10.000 ul
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42
\FAST_Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)

8/22/2017 5:50:42 PM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IC with n-
Heptane and Isopropanol

Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0ff (Shiva_Knshna_Reddy_Gudun/\GSK-23-5er 2017-08-22 17-5042055-0201 D)
mAU
2500 3
20003
15003
1000 3
o
o:
. — —— —— — . . —
2 4 [ 8 10 12 14 16 18 [ 3
DAD1 B, Sig=220.4 Ref=0ff (Shiva_Krishna_Reddy_Gudun/\GoK-23-5er 2017-08-22 17-50-421055-0201D)
mAL 2
2000 -
1750 -
1500
1250
1000 -
750 -
m.
m.
0
——r —————— ——r ———— ————— —
2 4 g 10 12 14 16 18 [t §
DAD1 C. Sig=254 4 Ref=off (Shva_Knishna_Reddy_Guauru\GoK-23-Ser 2017-08-22 17-50-421052-0301.0)
mAl 3
o0
500 3
4003
F
20
1003
04
—— 77— T e
2 4 (] 8 10 18 g
Area Percent Report
L L] _-mes L L L] Ll L L] - - - an
H
N
Sorted By Signal [
Multiplier 1.0000 c02Et
Dilution 1.0000 N
Do not use Multiplier & Dilution Factor with ISTDs ,"s
7e cis
CHIRAL 8/23/2017 9:58:44 AM SYSTEM Page 1 of 2
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-088-22 17-50-42\055-0301.D
Sample Name: 23-L-Ser-Cis

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P e e |- nnnees |
1 13.232 MM ©.2956 4329.78613 244.12048 4.6540
2 14.359 MM ©.5195 8.87035e4 2845.98871 95.3460

Totals : 9.30333e4 3090.10120

OBn
Signal 2: DAD1 B, Sig=220,4 Refw=off H
Peak RetTime Type Width Area Height Area [
# [min] [min]  [mAU*s] [mAU] % N CO,Et
] EOSEEE R P | =mmmmm e [==mmmmnes | nmnee | |
1 13.232 MM ©.3239 3185.67603 163.93292 5.1912 Ns
2 14.357 MM 9.4379 5.81812e4 2214.58813 954.8088 7e cis
Totals : 6.13669e4 2378.52106
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el EREEE R R R R |- nmnees 1
1 13.237 MM ©.3026 745.33337 41.04734 3.7502
2 14.357 MM ©.4360 1.91292e4  731.18427 96.2498
Totals : 1.98746e4 772.23160
*** End of Report ***
CHIRAL 8/23/2017 9:58:44 AM SYSTEM Page
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-088-22 17-50-42\056-0401.D
Sample Name: 23-D-Ser-Cis

Acq. Operator : SYSTEM Seq. Line : a
Acq. Instrument : CHIRAL Location : 56
Injection Date : 8/22/2017 6:55:37 PM Inj: 1

Inj Volume : 10.000 ul
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42
\FAST_Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)

Last changed : 8/22/2017 5:50:42 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-
Heptane and Isopropanol

Method

.

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Knshna_Reddy_Gudun/\GSK-23-Ger 2017-08-22 17-50421056-0401 D)
mAU J A >
2500 3
2000 3
15003
1000 3
oF
03 ~
. — [ Y e — S ——
2 4 6 g 10 12 14 16 18
DAD1 B, 5ig=220.4 Ref=0ff (Shiva_Krishna_Reddy_Gudun/\GoK-23-5er 2017-08-22 17-50-421056-0401 D)
mAU 3 @9
2500 &
20003
1500 3
£ o
1omE .8
3 N
500 23 &>
3 :,".
- Loy,
0 —_—
—_————————————————— — SR A ———
2 4 [ 3 10 12 14 16 18
DAD1 C. 5ig=254 4 Ref=off (Shiva_Krishna_Reddy_Guauru\GoK-23-Ser 2017-08-22 17-50421056-0401.D)
mAl
800
600
400
200
o] N
S S S S e S S S R R
2 4 e g 10 12 18
Area Percent Report
L L] _-mes L L L] Ll L L] Ll L L] an
Ho
N_ o
Sorted By : Signal [ j
Multiplier H 1.0000 i co Et
Dilution : 1.0000 N~ o2
Do not use Multiplier & Dilution Factor with ISTDs P'ls
7k cis
CHIRAL 8/23/2017 9:57:59 AM SYSTEM Page 1 of 2
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Data File C:\Chem32\...hiva_Krishna_Reddy_ Guduru\GSK-23-Ser 2017-088-22 17-50-42\056-0401.D

Sample Name: 23-D-Ser-Cis

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 13,041 MM ©.4738 8.88093e4 3123.79102 97.8860
2 14.653 MM ©.3583 1917.9657@ 89.21995 2.1140

Totals : 9.07273e4 3213.01096

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
SR EETELEE ===s]mmnenen |=eenmnenes [-emmmnnnes J-eeneees |
1 13.039 MM ©.3894 6.6179%e4 2832.56860 97.9458
2 14.651 MM ©.3290 1387.96387 70.30623 2.0542

Totals : 6.75678e4 2902.87483

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %
] ERTER R P R R | nmnees 1
1 13.039 MM ©.3677 2.16248e4 980.06012 97.4960
2 14.653 MM ©.3546 555.38751 26.10575 2.5040

Totals : 2.21802e4 1006.16587

*** End of Report ***

CHIRAL 8/23/2017 9:57:59 AM SYSTEM
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Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-08-22 17-50-42\051-1001.D
Sample Name: 23-Ser-Trans-Rac

Acq. Operator
Acq. Instrument
Injection Date

Method

Last changed
Method Info

Additional Info :

Heptane and Isopropanol

Peak(s) manually integrated

: SYSTEM Seq. Line :
: CHIRAL Location :
1 8/22/2017 8:58:38 PM Inj :

Inj Volume :

10
51
1
10.000 ul

: C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\GSK-23-Ser 2017-08-22 17-50-42
\FAST_Chiral_Scout_IF_nHep_2Propanol.M (Sequence Method)

: 8/22/2017 5:50:42 PM by SYSTEM
: Scouting method for normal phase chiral separations ChiralPak IF with n-

DAD1 A, Sig=210,4 Ref=off (Shiva_Knshna_Reddy_Gudun/\GSK-23-er 2017-08-22 17-5042051-1001D)
mAU
2500 3 8
2000 e
1500 3
1000 3
500
03
—— — —— — . ;
2 4 8 8 10 12 14
DAD1 B, 5ig=220.4 Ref=off (Shiva_Krishna_Reddy_Gudun\GoK-23-er 2017-08-22 17-5042051-1001D)
mAU 3
1750 2
1500 - 8
1250 3 K
1000
750 -
m-
m.
0
—————————— , —
2 4 1) 10 12 14 :
DAD1 C. 5ig=254 4 Ref=off (Shiva_Krishna_Reddy_Guauru'\GoK-23-Ser 2017-08-22 17-50421051-1001.0)
3 Kla
4003 o
300
200
1003
03 S .
Ll L) I ¥ " . l v v v l v v v ] v v Al | T T T ' T T T
2 4 8 8 10 12 14
Area Percent Report
e OBn
Ll 1] _-maw L L L L Ll L L - - - H
N
Sorted By Signal [
Multiplier 1.0000 CO,Et
Dilution 1.0000 N
Do not use Multiplier & Dilution Factor with ISTDs Ns
Trans
racemic
CHIRAL 8/23/2017 9:46:30 AM SYSTEM Page 1 of 2
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 10.695 MM ©.4357 7.15413e4
2 13.736 MM ©.5146 5.90324e4

Totals : 1.30574e5

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

Height
2736.92065
1912.07947

4649.00012

Height

54.7900
45.2100

Area

1 10.694 MM ©.3923 4.53794e4
2 13.73e MM ©.4873 3.30757e4

Totals : 7.84551e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

1927.73352
1131.14136

3058.87488

Height

57.8412
42.1588

1 10.694 MM ©.3883 1.44200e4
2 13.736 MM ©.4969 1.07065e4

Totals : 2.51266e4

618.89899
359.08862

977.98761

57.3895
42.6105

*** End of Report ***

CHIRAL 8/23/2017 9:46:30 AM SYSTEM
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H
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(

Ns

Trans
racemic

Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-08-22 17-50-42\051-1001.D
Sample Name: 23-Ser-Trans-Rac

OBn

CO,Et
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Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42\052-1101.D

Sample Name: 23-L-Ser-Trans
Acq. Operator : SYSTEM Seq. Line : 11
Acq. Instrument : CHIRAL Location : 52
Injection Date : 8/22/2017 9:14:50 PM Inj: 1

Method

Last changed

Inj Volume : 10.000 ul
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42
\FAST_Chiral_Scout_IF_nHep_2Propanol.M (Sequence Method)

8/22/2017 5:50:42 PM by SYSTEM

.

Method Info : Scouting method for normal phase chiral separations ChiralPak IF with n-

Heptane and Isopropanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0ff (Shiva_Krishna_Reddy_Guduni\GoK-23-5er 2017-08-22 17-5042052-1101D)
mAl 3
2500 7
2000 3
1500 3
1000 3
03
03
e — — _— —_— -
2 - 8 8 10 12 14 g
DAD1 B, Sig=220,4 Ref=off (Shiva_Knshna_Reddy_Gudun/\GSK-23-Ser 2017-08-22 17-5042052-1101.D)
mAL
2000 -
1750 <
1500 <
1250 <
1000 < ‘Q
750- g &
500 < "-(’
- ;\
0
_—
2 4 [} 8 10 12
DAD1 C. 5ig=254 4 Ref=off (Shiva_Krnishna_Reddy_Guauru\GoK-23-Ger 2017-06-22 17-50421052-1101.0)
0
0
o
0 s
2003 ,8 90
03
-— 77—
2 4 8 8 10 12
Area Percent Report
L L] _-mes L L L] Ll L L] Ll L L] an
H
N
Sorted By : Signal
Multiplier - 1.0000 - COzEt
Dilution : 1.0000 N B
Do not use Multiplier & Dilution Factor with ISTDs Ns
7e trans
CHIRAL 8/23/2017 9:54:45 AM SYSTEM Page 1l of 2
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Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42\052-1101.D
Sample Name: 23-L-Ser-Trans

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el ERTEE [ P e e |- nnnees |
1 10.75¢ MM ©.2306 1956.07568 141.36531 1.8757
2 13.632 MM ©.5933 1.02328e5 2874.72485 98.1243

Totals : 1.04285e5 3016.09016
H OBn
Signal 2: DAD1 B, Sigw=220,4 Refwoff N
Peak RetTime Type Width Area Height Area [ CO.Et
# [min] [min]  [mAU*s] [mau] % N~ o2
] BT R P | =mmmmmes [==memmnes |- mmeeen | i
1 10.758 MM ©.2408 1784.4939¢ 123.48782 2.5110 S
2 13.633 MM ©.5234 6.92815e4 2206.21777 97.4890 7e trans
Totals : 7.10660e4 2329.70559
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] EREEEE R R R R |- nmeees 1
1 10.75¢ MM 9.2311 421.59326 30.41113 1.9262
2 13.634 MM ©.5079 2.14655e4 704.39465 98.0738
Totals : 2.18871e4  734.80578
*** End of Report ***
CHIRAL 8/23/2017 9:54:45 AM SYSTEM Page
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Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42\053-1201.D
Sample Name: 23-D-Ser-Trans

Acq. Operator : SYSTEM Seq. Line : 12
Acq. Instrument : CHIRAL Location : 53
Injection Date : 8/22/2017 9:31:01 PM Inj: 1

Inj Volume : 10.000 ul
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42
\FAST_Chiral_Scout_IF_nHep_2Propanol.M (Sequence Method)

Last changed : 8/22/2017 5:50:42 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Isopropanol

Method

.

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0ff (Shiva_Knishna_Reddy_Gudun/\GSK-23-5er 2017-08-22 17-5042053-1201D)
mAU 3
2500 3
20003
15003 &
— o &
: o’
043 T
h T . v T T T T . T : T T T v v T T
2 2 [ 8 10 12 14 miy
DAD1 B, Sig=220.4 Ref=0ff (Shiva_Krishna_Reddy_Gudun\GoK-23-5er 2017-08-22 17-50421053-1201D)
mAU
25003
2000 3
1500 3
E s
1000 ’
3 g &
.'m-: >
03 |
—_— —r
r 4 4 8 10 12 14 mrf
DAD1 C. Sig=254 4 Ref=off (Shva_Krishna_Reddy_Guauru\GoK-23-Ser 2017-08-22 17-50421053-1201.0)
mA
1000
800
600
400
200
o
——r 77—
2 4 [ 8
Area Percent Report
L L] _-mes L L L] Ll L L] Ll L L] an
Ho]
N_ o
Sorted By : Signal [
Multiplier - 1.0000 COzEt
Dilution : 1.0000 rf
Do not use Multiplier & Dilution Factor with ISTDs Ns
7k trans
CHIRAL 8/23/2017 9:48:18 AM SYSTEM Page 1 of 2
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Data File C:\Chem32\...hiva_Krishna_Reddy_Guduru\GSK-23-Ser 2017-88-22 17-50-42\053-1201.D
Sample Name: 23-D-Ser-Trans

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P e e |- nnnees |
1 10.589 MM ©.5150 9.87932e4 3197.27783 98.1562
2 13.910 MM ©.3068 1855.78186 100.82298 1.8438

Totals : 1.0064%e5 3298.10081
Signal 2: DAD1 B, Sige=220,4 Ref=off H ?Bn
N 5
Peak RetTime Type Width  Area Height  Area [ =
*
# [min] [min]  [mAU*s] [mau] % CO,Et
] BT R P |emmmmnee [=nmmemene |- emnees | N
1 10.582 MM ©.4040 7.8810%4 3251.50903 97.7330 P'ls
2 13.958 MM ©.3516 1828.05225 86.64236 2.2670
7k trans
Totals : 8.0638%4 3338.15140
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P R R | nmnees 1
1 10.583 MM ©.3754 2.6220%4 1164.08154 97.7245
2 13.912 MM ©.3664 610.55963 27.77085 2.2755
Totals : 2.68315e4 1191.85239
*** End of Report ***
CHIRAL 8/23/2017 9:48:18 AM SYSTEM Page

5180

2

of 2



Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\071-0201.D
Sample Name: Rac-Ala-Major

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 71
Injection Date : 6/29/2017 9:21:15 AM Inj : 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-86-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)

Last changed 1 6/29/2017 8:58:47 AM by SYSTEM

Method Info : Scouting method for normal phase chiral separations ChiralPak IF with n-

Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210,4 Ref=0ff (Shiva_Knishna_Reddy_GudunJ\23-Ala 2017-06-20 08-56-47\071-0201.D)
1750 3
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DAD1 B, Sig=220,4 Ref=0ff (Shiva_Knishna_Reddy_GudunJ\23-Ala 2017-06-20 08-56-47\071-0201.D)
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DAD1 C. Sig=254 4 Ref=off (Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-2¢ 05-56-47107 1-0201.0)
mAU
400
2003
200
1003
0
1 1 1 1 1 1 M 1 M M M 1 M
2 4 6 8 10 12 14 18 18
Area Percent Report B?c
LA L L L L L L L L L L L L L L L L L L L L] LU L1 LU L L L L L L L L L L L L L L] N cH3
Sorted By : Signal [Nj/\/cozEt
Multiplier : 1.0000 |
Dilution : 1.0000 Ns
Do not use Multiplier & Dilution Factor with ISTDs Cis
racemic
CHIRAL 6/29/2017 1:44:29 PM SYSTEM Page 1 of 2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\071-0201.D

Sample Name: Rac-Ala-Major

signal 1: DAD1 A, Sig=210,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el ERCE R P R |mmmmmnne |-=nmnne |
1 11.164 MM ©.3461 4.23157e4 2037.70325 50.3374
2 12.486 MM ©.3975 4.17484e4 1750.56311 49.6626

Totals : 8.40640e4 3788.26636

signal 2: DAD1 B, Sig=220,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
] EREER R P |- mmmmeen |-mmmmmee |- nnnee |
1 11.163 MM ©.3400 3.03751e4 1488.82935 50.4115
2 12.486 MM ©.3948 2.98793e4 1261.34692 49.5885

Totals : 6.02544e4 2750.17627

Signal 3: DAD1 C, Sig=254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] EEEE R P R e |- mmeee |
1 11.164 MM ©.3397 9783.59082 480.05774 49.7764
2 12.486 MM ©.4023 9871.48535 408.99603 50.2236

Totals : 1.96551e4  889.05377

*** End of Report ***
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\072-0301.D
Sample Name: L-Ala-Major

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 72
Injection Date : 6/29/2017 10:07:22 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)
6/29/2017 8:58:47 AM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Last changed
Method Info

e

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0off (Shiva_Knshna_Reddy_Guduns\23-Ala 2017-068-20 08-58-47\072-0201.0)
mAU 3
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2 4 8 8 10 12 14 18 18 g
DAD1 B, Sig=220.4 Ref=off (Shiva_Knshna_Reddy_Gudury\23-Ala 2017-06-20 08-56-47072-0301 D)
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1 1 1 1 i 1 1 1 1
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DAD1 C, Sig=254 4 Ref=off (Shva_Knshna_Reddy_Guduru'23-Ala 2017-08-22 08-58-47'072-0301.0)
mAU : ‘@g
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400 -
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Area Percent Report B?c
.- L) T L) N CH3
Sorted By : Signal [ Lcozgt
Multiplier : 1.0000 r;l
Dilution : 1.0000 Ns
Do not use Multiplier & Dilution Factor with ISTDs )
8acis
CHIRAL 6/29/2017 1:45:39 PM SYSTEM Page lof2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\072-0301.D
Sample Name: L-Ala-Major
Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 12.486 MM ©.4733 8.35906e4 2943.65479 100.0000

Totals : 8.35906e4 2943.65479

Signal 2: DAD1 B, Sige=220,4 Refwoff

Boc
Peak RetTime Type Width Area Height Area "‘ CH
#  [min] [min]  [mAU*s] [mAU] % 3
R ROSTEE R e R s |-=mmmmmnee J-=neneen | CO.Et
1 12.485 MM ©.4367 6.45318e4 2462.64453 100.0000 N 2
|
. Ns
Totals : 6.45318e4 2462.64453
8a cis
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
R RS R e R s R N J-=nnneen |
1 12.485 MM ©.4286 2.07786e4  807.99927 100.0000
Totals : 2.07786e4  807.99927
*** End of Report ***
CHIRAL 6/29/2017 1:45:39 PM SYSTEM Page
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\073-0401.D
Sample Name: D-Ala-Major

Acq. Operator : SYSTEM Seq. Line : 4
Acq. Instrument : CHIRAL Location : 73
Injection Date : 6/29/2017 10:28:33 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)

6/29/2017 8:58:47 AM by SYSTEM

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

Heptane and Ethanol

Last changed
Method Info

e

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0off (Shiva_Knshna_Reddy_Guduru\23-Ala 2017-068-20 08-58-47\073-0401.0)
mAU 3 A
- &
2500 3 >
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-t
c: ., -
————————r 77— 7T T T T
2 4 8 8 10 12 14 18 18 g
DAD1 B, Sig=220.4 Ref=off (Shiva_Knshna_Reddy_Gudury\23-Ala 2017-06-20 08-56-471073-0401 D)
mAU ‘?9’}
2500
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1500 3
1000
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03
1 1 1 1 i 1 1 1 1
2 4 8 8 10 12 14 18 18 mrf
DAD1 C, Sig=254 4 Ref=off (Shva_Knshna_Reddy_Guduru'23-Ala 2017-08-22 08-58-47'073-0401.0)
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m.
m.
100 5
0
1 1 1 1 1 ) 1 1 N
2 4 8 8 10 12 14 18 18 mrf
Area Percent Report Boc
|
LL L] Ll L L] L L L L] Ll L L N ~\\CH3
Sorted By Signal [ j CO,Et
Multiplier 1.0000 N~ o2
Dilution - 1.0000 rlls
Do not use Multiplier & Dilution Factor with ISTDs
8f cis
CHIRAL 6/29/2017 1:46:08 PM SYSTEM Page lof2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\073-0401.D
Sample Name: D-Ala-Major
Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 11.083 MM ©.4055 7.76617e4 3192.32715 100.0000

Totals : 7.76617e4 3192.32715

Signal 2: DAD1 B, Sige=220,4 Refwoff

Boc
Peak RetTime Type Width Area Height Area "‘ CH
# [min] [min]  [mAU*s] [mAU] % N
S ROSTEEE R R | -mmnmmenne |-=mmmmmnee J-=neneen | [ j ——
1 11.082 MM ©.3632 5.84432e4 2682.02783 100.0000 N 7P 2
|
Totals : 5.84432e4 2682.02783 Ns
8f cis
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [maU] %
R RS R e | -mmmmemnne R J-=nnneen |
1 11.082 MM ©.3645 1.96961e4  9500.70404 100.0000
Totals : 1.96961e4  900.70404
*** End of Report ***
CHIRAL 6/29/2017 1:46:08 PM SYSTEM Page
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\074-0601.D
Sample Name: Rac-Ala-Minor

Acq. Operator : SYSTEM Seq. Line : 6
Acq. Instrument : CHIRAL Location : 74
Injection Date : 6/29/2017 11:10:20 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)
Last changed : 6/29/2017 8:58:47 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210.4 Ref=off (Shiva_Knshna_Reddy_Guduns/\23-Ala 2017-06-20 08-58-47\074-0801.D)

T T T
4 8 8 16 18

DAD18B, &Fm4Ref=df(Stm Knishna_Reddy_ anmz:m:mnmzn 08-58-47\074—@1 D)

mAU 3
1200 3
1000 3
800 3
600 3
420
203
o3
2 4 8 8 18
DAD1C. 5'9=2544Rd=oﬂ (Shnn Krishna_Reddy_ &mmmzmm&zowmu—oom D)
mNJ_; \\'\ )
3 \'a \{’-’1
et & 3 &
300
2003
1003
LE
1 1 1 1 ) 1 1 M 1
2 4 6 g 10 12 14 16 18
Area Percent Report B?c
LL L] Ll L L] L L L L] Ll L L N cH3
Sorted By : Signal [ LcozEt
Multiplier : 1.0000 tii
Dilution - 1.0000 Ns
Do not use Multiplier & Dilution Factor with ISTDs
Trans
racemic
CHIRAL 6/29/2017 1:47:12 PM SYSTEM Page 1 of 2
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\074-0601.D
Sample Name: Rac-Ala-Minor

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 11.789 MM ©.3994 4.70097e4 1961.77551 50.2524
2 13.334 MM ©.6535 4.65375e4 1186.87866 49.7476

Totals : 9.35472e4 3148.65417

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area B?c
# [min] [min]  [mAU*s] [mAU] x N__CH;
ceee|ennene- |=mee|emnenn- [ EEEEETELEE |eeemenee- |oeeenee- | [
1 11.789 MM ©.3953 3.47105e4 1463.60791 50.1352 N CO,Et
2 13.334 MM ©.6621 3.45233e4 869.02081 49.8648 h
Ns
Totals : 6.92338e4 2332.62872
‘ Trans
racemic
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
T XIS |e=ee]|=enen-- |eeeeenene- EELEILEEEE |=eeneen- |
1 11.789 MM ©.3967 1.19117e4  500.46402 50.8285
2 13.333 MM ©.6478 1.15233e4  296.45627 49.1715
Totals : 2.34350e4  796.92029
*** End of Report ***
CHIRAL 6/29/2017 1:47:12 PM SYSTEM Page
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\075-0701.D
Sample Name: L-Ala-Minor

Acq. Operator : SYSTEM Seq. Line : 7
Acq. Instrument : CHIRAL Location : 75
Injection Date : 6/29/2017 11:31:34 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)
Last changed : 6/29/2017 8:58:47 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Knshna_Reddy_Guduns\23-Ala 2017-068-20 08-58-47\075-0701.D)
mAU 3
2000 3
1500 3
1000
500
&
——r————r—r—r— T T T T
2 4 8 8 10 12 14 18 18
DAD1 B, 5ig=220,4 Ref=0f (Shiva_Krishna_Reddy_Guduni23-Ala 2017-06-20 08-56-47075-0701.0)
mAU 3
1400 3
1200 3
1000
800 3
80
400
200
0
1 1 1 1 i 1 1 1 1
2 4 8 8 10 12 14 18 18
DAD1 C, Sig=254 4 Ref=off (Shiva_Krishna_Reddy_Guduru\23-Ala 2017-08-22 08-58-47075-0701.0)
mAL 3
500 3
400
300
200
100 3
03
1 1 1 1 ) 1 1 M 1
2 4 8 8 10 12 14 18 18
Area Percent Report Boc
|
LL L] Ll L L] L L L L] Ll L L N CH3
Sorted By : Signal [ j, CO,Et
Multiplier : 1.0000 N~ o2
Dilution - 1.0000 rlls
Do not use Multiplier & Dilution Factor with ISTDs
9a trans
CHIRAL 6/29/2017 1:48:20 PM SYSTEM Page lof2
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 13.185 MM ©.7123 9.47576e4

Totals : 9.47576e4

Signal 2: DAD1 B, Sige=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

2217.15601

2217.15601

1 13.185 MM ©.7087 6.99576e4

Totals : 6.99576e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

1663.90283

1663.90283

Height

100.0000

106.0000

1 13.185 MM ©.7035 2.41510e4

Totals : 2.41510e4

572.13873

572.13873

106.0000

*** End of Report ***

CHIRAL 6/29/2017 1:48:20 PM SYSTEM
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\075-0701.D
Sample Name: L-Ala-Minor
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Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\076-0801.D
Sample Name: D-Ala-Minor

Acq. Operator : SYSTEM Seq. Line : 8
Acq. Instrument : CHIRAL Location : 76
Injection Date : 6/29/2017 11:52:47 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 @8-58-47\FAST
_Chiral_Scout_IF_nHep_Ethanol.M (Sequence Method)
6/29/2017 8:58:47 AM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IF with n-
Heptane and Ethanol

Last changed
Method Info

e

Additional Info : Peak(s) manually integrated
DADT A, Sig=210.4 Ref=0ff (Shiva_Krishna_Reddy_Guduni\23-Ala 2017-06-20 08-56-471076-0201 D)

ITEREIERRAIARRIRRTRA ARTRA RTRNA 1T

" ——

B EBHEE 2

S B e |
DAD1 B, 5ig=220.4 Ref=0F (Shiva_Knshna_Reddy_Gudury23-Ala 2017-06-20 03-56-471076-0801D)
&

&

2

[TRTHIRTRINTRTH IRTRINTRTE PN

2 4 6 8 10 12 14 16 18 e
DADT G, Sig=254 4 Ref=off (Shiva_Krishna_Reddy_Guduru23-Ala 2017-06-20 08-56471076-0801.0)
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-
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=
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Area Percent Report

Boc
\CH3

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0000

Do not use Multiplier & Dilution Factor with ISTDs

CHIRAL 6/29/2017

1:49:12 PM SYSTEM
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of trans
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 11.699 MM ©.4762 8.64976e4

Totals : 8.64976e4

Signal 2: DAD1 B, Sige=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

3027.30200

3027.30200

1 11.7ee MM ©.4419 6.80748e4

Totals : 6.80748e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

2567.61835

2567.61035

Height

100.0000

106.0000

1 11.7ee MM ©.4302 2.30411e4

Totals : 2.38411e4

892.68848

892.68848

106.0000

*** End of Report ***

CHIRAL 6/29/2017 1:49:12 PM SYSTEM

5192

Data File C:\Chem32\...ta\Shiva_Krishna_Reddy_Guduru\23-Ala 2017-06-29 08-58-47\076-0801.D
Sample Name: D-Ala-Minor

B?c
N_ .CH3
[ CO,Et
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Data File C:\Chem32\...dris_Raji_PhD\ELS_chiral_scout 2017-03-83 15-51-08\ID-Isopropanol.D
Sample Name: EXP-17-PHE_2,3_Lower_spot_Racemic

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 33
Injection Date : 3/3/2017 4:15:18 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method : C:\Chem32\1\Data\Sir_Idris_Raji_PhD\ELS_chiral_scout 2017-83-83 15-51-88
\FAST_Chiral_Scout_ID_nHep_2Propanol.M (Sequence Method)

3/3/2017 3:51:09 PM by SYSTEM

Scouting method for normal phase chiral separations ChiralPak ID with n-

Heptane and Isopropanol

Last changed s
Method Info s

Additional Info : Peak(s) manually integrated
DADT A, Sig=210.4 Ref=0ff (Sir_lans_Raj_PhD\ELS_chral_scout 2017-03-03 15-51-08\ID-isopropanal.D)

e e e e e T
2 4 H H 10 14
DAD1 B, 5ig=220.4 Ref=oF (Sr_ldns_Raj_PhDIELS_chral_scout 2017-03-03 15-51-081D-1sopropanal D)

~BEB8EEE 2

aloaalesalaasloaalosalanslaaales

2 4 2 8 10 12 14
DADT C, Sig=254 4 Ref=off (57_idrs_Ra _PhDIELS_chira_scout 201702-03 15.51-08UD-isopropanai D)

TITE

150 5
100 %
50

o

ho—
[
o

Area Percent Report

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0000

Do not use Multiplier & Dilution Factor with ISTDs

CHIRAL 6/23/2017 5:02:42 PM SYSTEM
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

e L e P |=mmmmmmnee R |=mmmneee |
2082.09180 46.9310
1622.15784 53.0690

1 12.22e MM ©.47@7 5.88010e4
2 14.783 MM ©.6832 6.64915e4

Totals : 1.25292e5

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

e BT P |=mmmmmene e |=nnmnnes |
1438.63794 47.2523

1034.65637 52.7477

1 12.22e MM ©.4360 3.76335e4
2 14.783 MM ©.6767 4.20102e4

Totals : 7.96438e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

] B [ . |=mmmmmnne |=nmnmnnne |=nmnnnes |
1 12.220 MM ©.4300 9957.72461 385.99615 47.4028
276.07495 52.5972

2 14.783 MM ©.6670 1.1848%4

Totals : 2.10066e4

Height

37084.24963

Height

2473.29431

Height

662.07111

Area

*** End of Report ***
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Data File C:\Chem32\...dris_Raji_PhD\ELS_chiral_scout 2017-03-83 15-51-08\ID-Isopropanol.D
Sample Name: EXP-17-PHE_2,3_Lower_spot_Racemic

CO,Et
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-82-13 ©9-57-47\021-03082.D
Sample Name: L-Pheala-Major-Bottom
Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 21
Injection Date : 2/13/2018 10:40:19 AM Inj : 2
Inj Volume : 5.000 pl
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-02-13 09-57-47\FAST_
Chiral_Scout_ID_nHep_2Propanol.M (Sequence Method)
Last changed 1 2/13/2018 9:57:48 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-
Heptane and Isopropanol
Sample Info : L-Pheala-Major-Bottom

Additional Info : Peak(s) manually integrated

- BBBBE 2

DADT A, Sig=210.4 Ref=0F (Shiva_Krshna_Reddy_Gudund Shiva 2015-02-13 09-57471021-03020)

aaalaa s laaalaaalasalaaals

"'5"'1"'&"'b"'ib"'fz'"1'4"'1'5"'1'5"'"-1;

~BHBE8E 2

FITRTIIRTTI IR TTIRT TR TR ITRTIIRTTINTS

DAD1 B, 5ig=220,4 Ref=off (Shiva_Krishna_Reddy_Gudury\Shiva 2018-02-13 08-57471021-0302.0)

T T T T T 1 T
8 10 12 14 16 18 mrf

(8]
o
-

DAD1 C, Sig=254 4 Ref=off (Shva_Krishna_Reddy_Guduru\Shwva 2018-02-13 08-57-47021-0302.0)

mAU 3

175 3

150 3

125 -

100

753

50

253

03 A

k 1 1 1 1 1 1 1 1 1 L
2 4 6 8 10 12 14 18 18 g
Area Percent Report
L L L L L) Ll L1 _-maw L L L L L L1} Bloc
. N
Sorted By ) Signal [
Multiplier - 1.0000
pilution : 1.0000 N CO.Et
Do not use Multiplier & Dilution Factor with ISTDs tlls
8b cis
CHIRAL 2/13/2018 11:82:15 AM SYSTEM Page 1 of 2
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-82-13 ©9-57-47\021-0302.D

Sample Name: L-Pheala-Major-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el ERTER R P R R |-=nmneee |
1 12.880 MM ©0.4159 566.52661 22.70391 1.2680
2 14.89% MM 0.6467 4.41121e4 1136.79004 98.7320

Totals : 4.46786e4 1159.49395

Signal 2: DAD1 B, Sige220,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %
] ERCR P |=mmmemnee |-=smmenees |-=nneee |
1 12.890 MM ©.3968 350.64880 14.72691 1.2562
2 14.896 MM 0.6572 2.75635e4 699.00690 98.7438

Totals : 2.79142e4  713.73380

Signal 3: DAD1 C, Sigw254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
el ERTER R PR R |-=mmmeees |-=enmees |
1 12.915 MM ©.4000 60.42810 2.51806 ©.8360
2 14.896 MM ©0.6442 7167.91943 185.44417 99.1640

Totals : 7228.34753 187.96223

*** End of Report ***

CHIRAL 2/13/2018 11:02:15 AM SYSTEM
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Data File C:\Chem32\...Shiva_Krishna_Reddy_ Guduru\23-Pheala 2017-06-23 17-44-56\078-0301.D
Sample Name: D-Pheala-Major-Bottom

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 78
Injection Date : 6/23/2017 6:28:41 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-86-23 17-44-56
\FAST_Chiral_Scout_ID_nHep_2Propanol.M (Sequence Method)
Last changed 1 6/23/2017 5:44:56 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-
Heptane and Isopropanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=0ff (Shiva_Krishna_Reddy_Gudun\23-Pheala 2017-06-23 17-44-56076-0301 D)
mAU 3
2500 3
2000
1500 3
on:
50
o: o S
f—-rrrr—-r—7TTr—Tr—-TrrTrTr7TT T T T T T T T T
2 - 6 ] 10 12 14 18 18 [t 3
DAD1 B, Sig=220.4 Ref=0ff (Shiva_Krishna_Reddy_Guduni\23-Pheala 2017-06-23 17-44-561076-0301 D)
mAU 3
1750 -
1500 -
1250 -
1000 -
750
m.
250 <
0 e~
1 I 1 1 I 1 1 1 1
2 - [ £ 10 12 14 18 18 i 3
DADT C. Sig=254 4 Ref=off (Shwva_Krishna_Reddy_Guouru'23-Pheaia 2017-00-23 1744-50078-02010)
mAU
400
3003
200
100
3 I
o: ———
1 1 1 1 ) 1 1 1
2 - 8 8 10 12 14 18 18 g
Area Percent Report
Ll L Ll L L] Ll L L] L] Boc
|
Sorted By : Signal N oY
Multiplier s 1.0000 [ j
Dilution : 1.0000 N~ _COzEt
Do not use Multiplier & Dilution Factor with ISTDs )
Ns
8g cis
CHIRAL 6/24/2017 1:02:19 PM SYSTEM Page 1l of 2
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Data File C:\Chem32\...Shiva_Krishna_Reddy_ Guduru\23-Pheala 2017-06-23 17-44-56\078-0301.D
Sample Name: D-Pheala-Major-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 13.006 MM ©.5638 8.12484e4 2401.37231 100.0000

Totals : 8.12404e4 2401.37231

Signal 2: DAD1 B, Sige=220,4 Refwoff

Boc
Peak RetTime Type Width Area Height Area "‘
# [min] [min]  [mAU*s] [maU] %
el R R |-mmemeeee R |-=neeeee |
1 13.004 MM ©.5124 5.32782e4 1732.96533 100.0000 N "’//cozEt
|
Totals : 5.32782e4 1732.96533 Ns
89 cis
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s) [maU] %
el R R s |=mmmmnnae R |
1 13.004 MM ©.5069 1.45057e4 476.93921 100.0000
Totals : 1.45057e4 476.93921
*** End of Report ***
CHIRAL 6/24/2017 1:02:19 PM SYSTEM Page 2
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Data File C:\Chem32\...ir_Idris_Raji_PhD\ELS_chiral_scout 2017-03-83 17-01-36\ID-Ethanol.D
Sample Name: EXP-17-PHE_2,3 Upper_spot_Racemic

Acq. Operator : SYSTEM Seq. Line : a
Acq. Instrument : CHIRAL Location : 33
Injection Date : 3/3/2017 6:01:17 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Sir_Idris_Raji_PhD\ELS_chiral_scout 2017-83-03 17-01-36
\FAST_Chiral_Scout_ID_nHep_Ethanol.M (Sequence Method)
Last changed : 3/3/2017 5:01:36 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=0ft (Sir_lans_Raj_PhD\ELS_chral_scout 2017-03-03 17-01-38D-Ethanol.D)
mAU J @
3 .@\‘ g '9\‘\‘5
2000 s =
1500
1000 3
500
03
——— " " " "] —
2 12 14
DAD1 B, Sig=220.4 Ref=off (Sir_laris, Rap PhDELS_chral_scout 2017-03-03 17-01~36le~va\(! D)
mAU
1500 ]
1000 3
500
03
1 l 1 1 J 1
2 8 8 10 12 14
DADT C. Sig=254 4 Ref=off (Sr_ldris, Rap PhD\ELS_chiral_scout 2017-03-03 17-01-36UD-Ethanol D)
mAU 3
600 3
500
w0
203
200
100 3
03
1 1 1 | 1
2 4 8 12 14
Area Percent Report
LL L] Ll L L] L L L L] Ll L L B|°c
N
Sorted By : Signal I:
Multiplier s 1.0000
Dilution : 1.0000 N CO.Et
Do not use Multiplier & Dilution Factor with ISTDs P'ls
Trans
racemic
CHIRAL 6/23/2017 5:06:28 PM SYSTEM Page lof 2
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Data File C:\Chem32\...ir_Idris_Raji_PhD\ELS_chiral_scout 2017-03-83 17-01-36\ID-Ethanol.D

Sample Name: EXP-17-PHE_2,3_Upper_spot_Racemic

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mau] %
] R e R |==mmemnne |-=nmeeee |

1 8.359 MM ©.2643 4.1514%e4 2617.46729 52.0952

2 10.352 MM ©.3252 3.81755e4 1956.52515 47.9048
Totals : 7.969@3e4 4573.99243

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mau] %
Rl R =eme]mmenes |mmmmmnne [mmmnmnne e nmenes |
1 8.360 MM ©.2153 3.25108e4 2517.16162 54.9297
2 10.355 MM ©.3331 2.66755e4 1334.61487 45.0703
Totals : 5.91863e4 3851.77649

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mau] %
] EREEEE R R R |- nmnees 1
1 8.360 MM ©.2127 9600.75781 752.13861 57.1689
2 10.352 MM ©.3256 7192.91797 368.15821 42.8311
Totals : 1.67937e4 1120.28882

*** End of Report ***

CHIRAL 6/23/2017 5:06:28 PM SYSTEM

5200

[ c°2Et

Trans
racemic

Page

2

of 2



Data File C:\Chem32\...Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-86-23 17-44-56\079-0501.D
Sample Name: L-Pheala-Minor-Top

Acq. Operator : SYSTEM Seq. Line : 5
Acq. Instrument : CHIRAL Location : 79
Injection Date : 6/23/2017 7:06:27 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-86-23 17-44-56
\FAST_Chiral_Scout_ID_nHep_Ethanol.M (Sequence Method)
Last changed 1 6/23/2017 5:44:56 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DADT1 A, Sig=210.4 Ref=0ff (Shiva_Krishna_Reddy_Guduni23-Pheala 2017-06-22 17-44-56076-0501 D)
3000 3
2500
2000 3
1500 3 &
1000 3 g 7
50 o
O-E BV
———————— 77— — T T
2 2 8 10 12 14
DAD1 B, Sig=220.4 Ref=0ff (Shiva_Krishna_Reddy_GudunJ23-Pheala 2017-06-23 17-44-561078-0501 D)
mAU = »
3500 - gp
3000 - &
2500 -
2000 -
1500 = »
1000 - E ,956'
500 >
03 —
1 1 1 1 1 J 1
2 2 8 8 10 12 14
DADT C. Sig=254 4 Ref=off (Shva_Krishna_Reddy_Guduru'23-Pheala 2017-00-23 17-44-50079-0501.0)
mAU ] D
2000 .GF
1500 3
1000 3
i K2
- g,
0: — Ay
1 1 1 1 1 | 1
2 4 8 8 10 12 14
Area Percent Report
LL L] Ll L L] L L L L] Ll L L Boc
|
Sorted By : Signal N
Multiplier s 1.0000 [
Dilution : 1.0000 N~ _COzEt
Do not use Multiplier & Dilution Factor with ISTDs |
Ns
9b trans
CHIRAL 6/24/2017 12:13:42 PM SYSTEM Page 1 of 2
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Data File C:\Chem32\...Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-86-23 17-44-56\079-0501.D

Sample Name: L-Pheala-Minor-Top

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P e R |- nnnnes |
1 8.515 MM ©.3941 8.19827e4 3467.22705 96.3295
2 10.768 MM ©.3112 3123.86279 167.29315 3.6705
Totals : 8.51066e4 3634.52020

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
S EETETEE ===s]mmnenen |-eenmnnnes [-emmmnnnes J-=eneees |
1 8.584 MM ©.3436 7.95394e4 3857.63818 95.3072
2 10.776 MM ©.3685 3916.43433 177.15334 4.6928

Totals : 8.3455%e4 4034.79152

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %
] ERTER R P R [=mmmmmens | nmnees 1
1  8.499 MM ©.2450 3.38780e4 2304.94043 96.9902
2 10.969 MM ©.3047 1051.28992 57.51159 3.0098

Totals : 3.49293e4 2362.45202

*** End of Report ***

CHIRAL 6/24/2017 12:13:42 PM SYSTEM
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Data File C:\Chem32\...Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-086-23 17-44-56\080-0601.D
Sample Name: D-Pheala-Minor-Top

Acq. Operator : SYSTEM Seq. Line : 6
Acq. Instrument : CHIRAL Location : 80
Injection Date : 6/23/2017 7:22:40 PM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-86-23 17-44-56
\FAST_Chiral_Scout_ID_nHep_Ethanol.M (Sequence Method)
Last changed 1 6/23/2017 5:44:56 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak ID with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Knshna_Reddy_Guduns\23-Pheala 2017-08-23 17-44-561080-0801.D)
mAU 3
3000 3 S $¢9
2500 3 4
2000 3
o o)
3 >
1: § o ’(O
E o
03 ™y
A S A S e e e S S
2 4 8 10 12 14 mrg
DAD1 B, 5ig=220.4 Ref=0F (Shiva_Knshna_Reddy_Gudury23-Pheala 2017-06-23 1744-56080-0801 D)
mAl 3 ~
E &
S &
2500 3 f
2000
1500 3
E i’
1000 3 F
- P ,*‘:’
0] . \,
1 1 1 1 1 J 1
- [} 1 12 14 mrf
DAD1 C, Sig=254 4 Ref=off (Shva_Knshna_Reddy_Guduru'23-Pheala 2017-06-23 1744-56080-0601.0)
mAU 7 4
1000 3
800 3
600
= P
400 E '9.\9
- fe
07 Ay
1 1 1 1 1 | 1
2 4 8 8 10 12 14 g
Area Percent Report
- me- ——-- e Bloc
N_ o
Sorted By - Signal [ j\/
Multiplier s 1.0000
Dilution : 1.0000 N CO,Et
Do not use Multiplier & Dilution Factor with ISTDs Plls
99 trans
CHIRAL 6/24/2017 12:12:05 PM SYSTEM Page 1l of 2
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Data File C:\Chem32\...Shiva_Krishna_Reddy_Guduru\23-Pheala 2017-086-23 17-44-56\080-0601.D
Sample Name: D-Pheala-Minor-Top

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

el EEE R P |-=mmmmee |-=mmmmeees |-=nnnees |
1 8.575 MM ©.2261 1991.00879 146.75478 1.7800
2 10.429 MM ©.5588 1.09863e5 3276.56323 98.2200

Totals : 1.11854e5 3423.31801

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area B?c
# [min] [min]  [mAU*s] [mau] % N_ o
ceee|ennene- |=mee|emnenn- [ EEEEETELEE |eeemenee- |oeeenee- | [
1 8.575 MM ©.2125 1534.23267 120.35777 1.5483 CO,Et
2 10.415 MM ©.4640 9.75581e4 3504.51538 98.4517 ',‘
Ns
Totals : 9.90924e4 3624.87315
99 trans
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
T XIS |e=ee]|=enen-- |eeeeenene- EELEILEEEE |=eeneen- |
1  8.565 MM  ©.2393 307.92880 21.44879 1.0331
2 10.419 MM ©.3997 2.94977e4 1229.89990 98.9669
Totals : 2.98056e4 1251.34869
*** End of Report ***
CHIRAL 6/24/2017 12:12:85 PM SYSTEM Page
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\074-0601.D
Sample Name: 23-Leu-Rac-Major-Bottom

Acq. Operator : SYSTEM Seq. Line : 6
Acq. Instrument : CHIRAL Location : 74
Injection Date : 6/23/2017 11:52:03 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-06-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)
Last changed : 6/23/2017 10:05:25 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=0ff (Shiva_Kris... Reddy_Guduru\Default_chiral_scout 2017-06-23 10-05-251074-0601.0)
mAU 3 n ﬁ )
2500 g : g
E \'i# < 9'&
2000 & *
1500 3
1000
500
03 T
————————r 77— 7T T T T T
2 2 68 8 10 12 14 16 18
DADI B, 5ig=220.4 Ref=0f (Shiva_Kris... Reddy_Guduru\Default_chiral_scout 2017-06-23 10-05-251074-0801.0)
mAU A o
& B @&
17503 & 8 &
1500 - & >
1250 <
1000 -
750 3
m.
250 3
0 = N
1 1 1 1 i 1 1 1 1
2 4 8 8 10 12 14 18
DADT C. Sig=254 4 Ref=off (Shwva_Kris.. Reddy_Gudunu\Default_chiral_scout 2017-06-23 10-05-25074-0601.0)
mAU 3 P >
o0 & E
0 & :
o
o
20
1003
03 — T
1 1 1 1 ) M 1 1 M 1
2 4 6 B 10 12 14 16 18
Area Percent Report B?c
Ll L L] L L L L] Ll L L N
Sorted By : Signal [ CO,Et
Multiplier : 1.08000 tld
Dilution - 1.0000 Ns
Do not use Multiplier & Dilution Factor with ISTDs
Cis
racemic
CHIRAL 6/23/2017 5:48:02 PM SYSTEM Page lof2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\074-0601.D
Sample Name: 23-Leu-Rac-Major-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

Sl EEE R P O [-=mmmmees | -=nmneen |
1 11.532 MM ©.2630 4.23951e4 2686.44409 49.4902
2 13.736 MM ©.3318 4.32685e4 2173.30469 50.5098

Totals : 8.56635e4 4859.74878

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Boc
Peak RetTime Type Width Area Height Area "‘
# [min] [min]  [mAU*s] [mau] % [
] BT R P | =mmemmes [==memmnes |- nmeeen | CO,Et
1 11.532 MM ©.2501 3.02077e4 2013.37488 49.5913 N
2 13.736 MM ©.3302 3.07056e4 1549.74744 50.4087 'I‘S
Totals : 6.09133e4 3563.12231 §
Cis
racemic
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTER R P R [=mmmnmene | nmnees 1
1 11.532 MM ©.2513 1.02583e4 680.44391 49.5724
2 13.736 MM ©.3312 1.04352e4 525.12274 50.4276
Totals : 2.06935e4 1205.56665
*** End of Report ***
CHIRAL 6/23/2017 5:48:02 PM SYSTEM Page
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\075-8701.D
Sample Name: 23-Leu-L-Major-Bottom

Acq. Operator :
Acq. Instrument :
Injection Date :

Different Inj Volume from Sample Entry!

Method -

Last changed s
Method Info s

Additional Info :

SYSTEM Seq. Line

CHIRAL Location

6/23/2017 12:13:16 PM Inj :
Inj Volume

Actual Inj Volume

: 7

s 75

1

: 5.000 pl
: 10.000 ul

C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-06-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)

6/23/2017 10:05:25 AM by SYSTEM

Scouting method for normal phase chiral separations ChiralPak IE with n-

Heptane and Ethanol

Peak(s) manually integrated

DADT A, 5ig=210.4 Ref=o (Shiva_Krss. .Reddy_Gudurd Defaui_chira_scout 2017-05-23 10-05-25075-07010)
3000 3 ’.\6”?
1500 3 &
1000 3 g &
500 3 =
03
———————————————————— ———————————————
2 4 : g 10 12 14 16 18 ik
DADT B, 5ig=220.4 Ref=off (Shiva_Krs..Ready_GudurdDefaui_chira_scout 2017-05-23 10-05-25075-07010)
mAU 3 A
3 &
3000 3 &
1500 3
1000 3
=t
03
1 1 1 1 1
4 - 1 14 1 18 e 3
DAD]1 C. 5ig=254 4 Ref=off (Shiva_Kris.. Reddy_GuduruDefault_chral_scout 2017-06-23 10-05-250750701.0)
mAU 3 o
1200 3 Ed
1000
a0
600 3 &
g g &
o - =2
E 1 1 1 1 L) v ) Ll 1 M
2 4 B g 10 12 14 16 18 ook
Area Percent Report Boc
LL L] Ll L L] L L L L] Ll L L I
N
Sorted By Signal [
Multiplier 1.0000 N CO,Et
Dilution - 1.0000 |
Do not use Multiplier & Dilution Factor with ISTDs Ns
8c cis
CHIRAL 6/23/2017 5:53:00 PM SYSTEM Page 1 of 2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\075-8701.D
Sample Name: 23-Leu-L-Major-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

Sl EEEE R |-=mmmmees [-=mmmmees |-=nmeeen |
1 11.102 MM ©.2397 1675.78064 116.51774 1.5936
2 13.538 MM ©.5088 1.03484e5 3390.05029 98.4064

Totals : 1.05160e5 3506.56803

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area Boc
# [min) [min]  [mAU*s] [mAU] % N
] ELIEELE EEE] EETEEEE: EXTLELLELE EXTTEETILE |=eeeene- |
1 11.116 MM ©.2441 1295.5€171 88.45919 1.4165 CO.Et
2 13.537 MM 9.4247 9.01607e4 3538.09933 98.5835 N 2
|
Ns
Totals : 9.14562e4 3626.54952
8c cis

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %
] ERTER R P R [=mmmmmene | nenees 1
1 11.189 MM ©.2454 508.90936 34.57028 1.4976
2 13,537 MM ©.3943 3.34731e4 1415.00806 98.5024

Totals : 3.39820e4 1445.57833

*** End of Report ***

CHIRAL 6/23/2017 5:53:00 PM SYSTEM Page
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\076-0801.D
Sample Name: 23-Leu-D-Major-Bottom

Acq. Operator : SYSTEM Seq. Line : 8
Acq. Instrument : CHIRAL Location : 76
Injection Date : 6/23/2017 12:34:28 PM Inj: 1

Method

Last changed

Inj Volume : 5.000 pl
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-86-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)

6/23/2017 10:05:25 AM by SYSTEM

.

Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-

Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Kns..Reddy_Guduru\Default_chiral_scout 2017-06-23 10-05-250076-0801.0)
mAl 3 S
E S
3000 3 A
E &
zm-:
2000 3
1500—5 ‘91
1”"; ~ #
500 3 3 &
3 o
04 -
= T T DT T o "R -
DAD1B, Slg=204R¢f=df(Shlva Kris.. Ready_Guduru\Default_chiral_: sew(2017-w23 10-%-2 m1 D)
mAU 3
3 0‘
3000 3
2500
2000 3
1500 3
1000 3
0
03
BT T BT T —————————
2 (-] 8 16 18
DAD1 C, Sig=254 4 Ref=off (Shva Kris.. Reddy_Guduru\Default_chiral_: scom2017-m-23 10-05-25\076&01 D)
mAU 3
1200 3
1000 3
o0
o
400 3
20
.
——— 77— e
2 4 (] 8 14 18 18
Area Percent Report
L L] _-mes L L L] Ll L L] Ll L L] Boc
Sorted By : Signal [Nj»“\
Multiplier - 1.0000
Dilution : 1.0000 N~ COEL
Do not use Multiplier & Dilution Factor with ISTDs 'I‘
S
8h cis
CHIRAL 6/23/2017 5:53:58 PM SYSTEM Page 1l of 2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\076-0801.D

Sample Name: 23-Leu-D-Major-Bottom

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

1 11.442 MM ©.3444 7.01070e4 3392.46631 99.0193
2 13.347 MM ©.1828 694.33185 63.31287 0.9807

Totals : 7.08013e4 3455.77918

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mau] %
S EETELEE e P |-eenmnenes [-emnmnnnes J-=enenes |
1 11.444 MM ©.2833 6.02815e4 3546.79297 100.0000

Totals : 6.02815e4 3546.79297

Signal 3: DAD1 C, Sigw=254,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] BT R P | =mmmmmes [=mmmmnes |- mmeen |
1 11.443 MM ©.2691 2.32255e4 1438.21118 100.0000

Totals : 2.32255e4 1438.21118

*** End of Report ***

CHIRAL 6/23/2017 5:53:58 PM SYSTEM

S210

Boc \r

N .
[ Nj.,,,/cozst
|

Ns
8h cis

Page

2

of 2



Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\071-0201.D
Sample Name: 23-Leu-Rac-Minor-Top

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 71
Injection Date : 6/23/2017 10:27:55 AM Inj: 1

Inj Volume : 5.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-06-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)
Last changed : 6/23/2017 10:05:25 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IE with n-
Heptane and Ethanol

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=oF (Shiva_Kris..Reddy_Gudun/Default_chira_scout 2017-06-23 10-05-25071-02010)

mAU : o e >
1750 3 W ¥ oe
1500 - & &
1250 -
1000 -
7503
m.
w.
0 r
——— T —— T — T T T T T T T T T
2 4 6 8 10 12 14 16 18
DAD1 B, Sig=220,4 Ref=off (Shiva_Krs.. Reddy_GuduruDefault_chiral_scout 2017-06-23 10-05-25071-0201.0)
mAU 2 2 :'o
r ,{9 = W
1200 3 - ¥ &
E & &
1000 3
800 3
o0
0
203
0 >
1 1 1 1 i 1 1 | 1
2 4 (] 8 10 12 14 18 18
DAD1 C. Sig=254 4 Ref=off (Shiva_Kris.. Reddy_Guduru\Default_chiral_scout 2017-06-23 10-05-251071-0201.0)
mAU
4003
300
200
100
03 ~
1 1 1 1 1 ) 1 1 1
2 4 (] 8 10 12 14 18 18
Area Percent Report Bloc
LL L] Ll L L] L L L L] Ll L L N
Sorted By : Signal [ COzEt
Multiplier : 1.0000 N
pilution : 1.0000 Ns
Do not use Multiplier & Dilution Factor with ISTDs
Trans
racemic
CHIRAL 6/23/2017 5:46:56 PM SYSTEM Page 1l of 2
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 11.246 MM ©.3565 4.24095e4
2 14,019 MM ©.4335 4.31158e4

Totals : 8.55253e4

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

Height
1982.46899
1657.66113

3640.13013

Height

49.5871
50.4129

Area

1 11.246 MM ©.3573 3.1235%4
2 14.019 MM ©9.4272 3.0512%e4

Totals : 6.17488e4

Signal 3: DAD1 C, Sige254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min] [mAU*s]

1456.96436
1190.37231

2647.33667

Height

50.5855
49.4145

1 11.246 MM ©.3571 1.09842e4
2 14.019 MM ©.4324 1.09271e4

Totals : 2.19113e4

512.69775
421.14539

933.84314

56.1303
49.8697

*** End of Report ***

CHIRAL 6/23/2017 5:46:56 PM SYSTEM

S212

Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\071-0201.D
Sample Name: 23-Leu-Rac-Minor-Top

Trans
racemic

Page

2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\072-08301.D
Sample Name: 23-Leu-L-Minor-Top

Acq. Operator :
Acq. Instrument :
Injection Date :

Method

.

Last changed :
Method Info :

Additional Info :

SYSTEM Seq. Line : 3
CHIRAL Location : 72
6/23/2017 10:49:05 AM Inj ¢ : |

Inj Volume : 5.000 pl
C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-86-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)

6/23/2017 10:05:25 AM by SYSTEM
Scouting method for normal phase chiral separations ChiralPak IE with n-
Heptane and Ethanol

Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=off (Shiva_Krs... Reddy_GuduruiDefault_chiral_scout 2017-06-23 10-05-25072-0301.0)
mAU 3 4,'.5
00 4 &
25003 >
2000 3
1500 3
&
1000 3 g '0\
5(!)-; !"‘f
0 . — —
- 1 —_— —_— — ——
2 4 (] 8 10 12 14 18 mirg
DAD1 B, 5ig=220,4 Ref=off (Shiva_Krs. Reddy_Guduri\Default_chiral_scout 2017-06-23 10-05-25072-0301.0)
mAU 3 A
3 &
30003 -
25003 &
2000 3
15(!)-; S
1000 3 o« &
500 3 S &
0 : ¥
e . T . T T T v v T v T . T 2 v T T T . T T v T 2 T v v T T T T T T T T
2 4 [ 8 10 12 14 18 13 g
DAD1 C. Sig=254 4 Ref=off (Shiva_Kris.. Reddy_Guduru\Default_chiral_scout 2017-06-23 10-05-251072-0301.0)
mAU Vv
1200 3 o
1000 3
o0
800 3
E o
4m-: ~ 46"
zm-: -‘-!0‘
04 — oy
N I B e S e e S I A A e e o e o e e e e S e e S N A
2 4 (] 8 10 12 14 18 18 g
Area Percent Report
- CTT T CLTT - m-- B?c
N
Sorted By Signal I:
Multiplier 1.0000
Dilution 1.0000 N~ _COzEt
Do not use Multiplier & Dilution Factor with ISTDs P'ls
9c trans
CHIRAL 6/23/2017 5:52:22 PM SYSTEM Page 1l of 2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\072-08301.D
Sample Name: 23-Leu-L-Minor-Top

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

Sl EEE R P O |-=mmmees |-=nnneen |
1 11.216 MM ©.4480 9.01583e4 3353.95239 97.5981
2 14.042 MM ©.3126 2218.83350 118.28944 2.4019

Totals : 9.23771e4 3472.24184

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Boc
Peak RetTime Type Width Area Height Area "‘
# [min] [min]  [mAU*s] [mau] %
] BT R P R [==memmnes |- nmeeen | CO.Et
1 11.283 MM ©.3785 7.91387e4 3484.97729 97.2817 N Yy o2
2 14.017 MM 9.3074 2211.31494 119.90569 2.7183 |
Ns
Totals : 8.13500e4 3604.88299 9c trans
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTEE R P R R | nmnees 1
1 11.203 MM ©.3479 2.87882e4 1379.16504 98.7094
2 14.042 MM ©.2849 376.39276 22.02021 1.2906
Totals : 2.91646e4 1401.18525
*** End of Report ***
CHIRAL 6/23/2017 5:52:22 PM SYSTEM Page
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\073-08401.D
Sample Name: 23-Leu-D-Minor-Top

Acq. Operator : SYSTEM Seq. Line : a
Acq. Instrument : CHIRAL Location : 73
Injection Date : 6/23/2017 11:10:15 AM Inj: 1

Inj Volume : 5.000 pl

Different Inj Volume from Sample Entry! Actual Inj Volume : 10.000 ul

Method -

Last changed s
Method Info s

Additional Info :

C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Default_chiral_scout 2017-06-23
10-085-25\FAST_Chiral_Scout_IE_nHep_Ethanol.M (Sequence Method)

6/23/2017 10:05:25 AM by SYSTEM

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

Peak(s) manually integrated

DAD1 A, Sig=210,4 Ref=0ff (Shiva_Kris... Ready_Guduru\Default_chiral_scout 2017-06-23 10-05-251073-0401.0)
3000 3
2500 3
2000 3
1500 3
1000
0
LE
—— T — T T T T
2 4 6 8 10 12 14 16 18 g
DAD1 B, 5ig=220,4 Ref=off (Shva_Krs... Reddy_GuduruiDefault_chiral_scout 2017-06-23 10-05-25073-0401.0)
mAl 3 N
3 &6\
3000 3 oo
3 .6
2500 3
2000 3
1500 3 &
1000 3 g &
500 3 o
03 N 1
B 1 1 1 1 i 1 1 | 1
2 4 [ 8 10 12 14 1 13 meg
DADI C, Sig=254.4 Ref=off (Shwa_Kris.. Reddy_Guduru\Default_chiral_scout 2017-00-23 10-05-25073-0401.0)
mAU 3
1200 3
1000 3
800 3
0
400 3 g
200 -
03 Pad
E 1 1 1 1 ) 1 1
2 4 (] 8 10 1 18 18 mrf
Area Percent Report
LL L] Ll L L] L L L L] Ll L L Bloc Y
N_ o
Sorted By Signal [ ’
Multiplier 1.0000 cozEt
Dilution : 1.0000 N
Do not use Multiplier & Dilution Factor with ISTDs ,"s
9h trans
CHIRAL 6/23/2017 5:53:25 PM SYSTEM Page lof2
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Data File C:\Chem32\...na_Reddy_Guduru\Default_chiral_scout 2017-86-23 10-85-25\073-08401.D
Sample Name: 23-Leu-D-Minor-Top

Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %

Sl EEEE R P |-=mmmmee [-=mmmmees |-=nmneen |
1 11.629 MM ©.2529 3975.23706 261.93579 3.1753
2 13.782 MM 9.5926 1.21219e5 3409.51587 96.8247

Totals : 1.25194e5 3671.45166

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area Height Area Boc
# [min] [min]  [mAU*s] [maU] % f'i .
] BT R P | ==memm e [==memmnen |- mmeeen |
1 11.635 MM ©.2570 2672.71851 173.35158 2.5039 CO,Et
2 13.766 MM ©.4895 1.04071e5 3543.80933 97.4961 N 2
|
Totals : 1.06744e5 3717.16090 Ns
9h trans
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
] ERTER R R e R |- nmnees 1
1 11.629 MM ©.2366 878.48553 61.89431 2.1839
2 13.766 MM ©.4492 3.93471e4 1459.81360 97.8161
Totals : 4.02256e4 1521.70791
*** End of Report ***
CHIRAL 6/23/2017 5:53:25 PM SYSTEM Page
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-81-29 15-47-82\021-0201.D
Sample Name: BCM-GSK-47@

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 21
Injection Date : 1/29/2018 4:08:30 PM Inj : 1
Inj Volume : 10.000 ul
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-01-29 15-47-82\FAST_
Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)
Last changed 1 1/29/2018 3:47:02 PM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol
Sample Info : BCM-GSK-470@ Rac-Trans

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210.4 Ref=off (Shiva_Knshna_Reddy_Guduns\Shiva 2018-01-29 15-47-02\021-0201.D)

mAU 3 & 3.4
2000 3
1500 3
1000 3
500
o' = .
2 ! B 8 1 12 14 18 18 -
DAD1 B, Sig=220.4 Ref=of (Shiva_Krishna_Reddy_Guduru\Shiva 2015-01-20 1547-021021-0201.0)
mAU 3 8 &
1750 3 . o P
1500 3
1250 3
1000 3
750 3
500}
250 3
03
- r—r—r—r—r—rr—r—r— T T T
2 4 6 8 10 12 14 16 18 miry
DADT C, 5ig=254 4 Ref=off (Shva_Krishna_Reddy_Guduru\Shiva 2018-01-28 1547-02021-0201.0)
mAU ]
80
80
403
20
03
1 T 1 1 A A ) A 1
2 4 6 8 10 12 14 18 18 miry
Area Percent Report l\lﬂe
-—— —-—--- C T T - B N Bn

Sorted By : Signal [ N j/\/cozEt

Multiplier - 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs o 13 )
racemic
CHIRAL 1/308/2018 9:23:46 AM SYSTEM Page 1l of 2
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Signal 1: DAD1 A, Sige=210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

e Y P |-mmmmmene . Jommenees |
1854.17371 51.2945
2062.45703 48.7055

1 11.129 MF ©.5085 5.65670e4
2 11.812 FM ©.4340 5.3711%e4

Height

Area

Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-01-29 15-47-82\021-0201.D
Sample Name: BCM-GSK-47@

S218

Totals : 1.1027%e5 3916.63074
Signal 2: DAD1 B, Sigw220,4 Refwoff
Me

Peak RetTime Type Width Area Height Area lll 5

# [min] [min]  [mAU*s] [mAU] % [ L
Sl RS R e |-=nmmmees |-=mmmmee | -=nmmeen | Lcozst

1 11.130 MF ©.4724 3.42104e4 1207.09009 50.0127 N

2 11.812 FM ©.3693 3.41930e4 1543.31262 49.9873

(o) 13

Totals : 6.84034e4 2750.40271 racemic
Signal 3: DAD1 C, Sigw=254,4 Refwoff
Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mau] %
el EREE R R |=ememmenne |emeenes |

1 11.136 MF ©.4623 1135.58533 40.93751 50.5640

2 11.813 FM ©.3396 1110.25159 54.48027 49.4360
Totals : 2245.83691 95.41778

*** End of Report ***
CHIRAL 1/30/2018 9:23:46 AM SYSTEM Page
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-81-29 15-47-82\022-03€1.D
Sample Name: BCM-GSK-445D

Acq. Operator
Acq. Instrument

Injection

Method

Last changed
Method Info

Sample Info

Date

: SYSTEM Seq. Line : 3
: CHIRAL Location : 22
: 1/29/2018 4:29:39 PM Inj : 1

Inj Volume : 10.000 ul

: C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-081-29 15-47-82\FAST_

Additional Info :

Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)

: 1/29/2018 3:47:02 PM by SYSTEM
: Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol

: BCM-GSK-445D D-Trans

Peak(s) manually integrated

IERIRTRU IR RTRINRTARTURTRA [T OT)

DADT A, Sig=210,4 Ref=0F (Shva_Krishna_Reddy_Gudury\Shiva 2015-01-20 1547-020022-0301.0)

= e

- BEEBEBE 2

I YA W TR YT WM "SI T ST "

2

aaalaaaly

DAD1 B, 5ig=220,4 Ref=oFf (Shva_Krishna_Reddy_Gudury\Shiva 2018-01-20 1547-021022-0301.0)

mAU 3
175 3
150 3
125 3
100 3
753
%03
253

DAD1 C, Sig=254 .4 Ref=off (Shiva_Krishna_| _Guduru\Shiva 2018-01-20 1547-02022-0301.D)

4 5 8 0 12 14 16 18 iy

03

-

Area Percent Report Me

Sorted By
Multiplier
Dilution

Signal [: :]\\y/
1.0000 N COEt

1.0000

Do not use Multiplier & Dilution Factor with ISTDs 0 13

CHIRAL 1/30/2018 9:27:57 AM SYSTEM Page 1l of 2
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Signal 1: DAD1 A, Sig=210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

cemefemennes e P |omenes |wemmeenees |=mmeeen |
1272.24268 100.0000

1 11.349 MM ©.5338 4.07467e4

Totals : 4.07467e4

Signal 2: DAD1 B, Sig=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

seeefemennes e P |=neeeees |wemnenees |=mmmneee |
745.91541 100.0000

1 11.348 MM ©.5076 2.27162e4

Totals : 2.27162e4

Signal 3: DAD1 C, Sige=254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

1 11.361 MM ©8.5017 779.88776

Totals : 779.88776

Height Area

1272.24268
Height Area
[mau] %

745.91541

Height Area

25.90947 100.0000

25.90947

Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-81-29 15-47-82\022-03€1.D
Sample Name: BCM-GSK-445D

[:N .Bn
N j\/C()zEt

0 13

*** End of

CHIRAL 1/30/2018 9:27:57 AM SYSTEM

Report ***
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-01-3@ 09-53-07\021-0201.D
Sample Name: BCM-GSK-463C

Acq. Operator : SYSTEM Seq. Line : 2
Acq. Instrument : CHIRAL Location : 21
Injection Date : 1/30/2018 10:14:35 AM Inj: 1
Inj Volume : 10.000 pl
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-01-30 09-53-@7\FAST_
Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)
Last changed : 1/30/2018 9:53:07 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol
Sample Info : BCM-GSK-463C Rac-Trans

Additional Info : Peak(s) manually integrated

DADT A, Sig=210.4 Ref=0ff (Shiva_Knshna_Reddy_Guduns\Shiva 2018-01-20 08-53-071021-0201.D)
mAU 7
2000 3
1500 3
1000
500
03
2 i 5 8 10 12 14 18 18
DAD1 B, Sig=220.4 Ref=0ff (Shiva_Knshna_Reddy_Gudun/\Shiva 2018-01-30 08-53-071021-0201.D)
1400 3
1200 3
1000 3
£00 3
800 3
400 3
20
03
-— 77— ——T—7 T T T T T
< 8 8 10 12 14 18 18
DAD1 C. Sig=254 4 Ref=off (Shva_Krishna_Reddy_Guduru\Shiva 2018-01-30 00-52-071021-0201.0)
mAU T 3 : A
404 > &@ ‘{Pﬁ"
352 > .
w-
81
m.
15+
10
52 —
0 N pa———a \"\«A—M—
1 1 1 1 1 1 1 1 1 n
2 - 8 8 10 12 14 18 18
Area Percent Report \\7543
N Bn
Sorted By S Signal
Multiplier : 1.0000 CO,Et
pilution : 1.0000 N
Do not use Multiplier & Dilution Factor with ISTDs Me 16
racemic
CHIRAL 1/30/2018 11:18:16 AM SYSTEM Page 1l of 2
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-01-3@ ©9-53-87\021-0201.D
Sample Name: BCM-GSK-463C

Signal 1: DAD1 A, Sig=210,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
Sl EEE R PR |-mnmmmenee |-=mmenes |-=nmmees |
1 11.693 MM 0.5912 7.67771e4 2164.37671 52.9255
2 13.167 MM 0.5024 6.82893e4 2265.48022 47.0745

Totals : 1.45066e5 4429.85693

Signal 2: DAD1 B, Sige=220,4 Refwoff

O
Peak RetTime Type Width Area Height Area \\Tj;
# [min] [min]  [mAU*s] [mau] % N_ _Bn
ceee|emeeee- T EECEETE |-eeeeenn-- [EELTITELEL |==eeee-- | [
1 11.693 MM ©.5323 4.81435e4 1507.34009 52.5801 N CO,Et
2 13.167 MM ©.4312 4.34187e4 1678.05872 47.4199 \
Me 16
Totals : 9.15623e4 3185.39880 —
Signal 3: DAD1 C, Sige254,4 Refwoff
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
eeee|emenee- LT EETELEL |-emeeenn-- |=eeeeene-- |=eeeene- |
1 11.694 MM ©.5215 1866.89661  34.09945 51.6941
2 13,167 MM ©.4184 996.96692 39.71299 48.3059
Totals : 2063.86353  73.81244
*** End of Report ***
CHIRAL 1/30/2018 11:18:16 AM SYSTEM Page
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-81-3@ 09-53-07\022-03@1.D
Sample Name: BCM-GSK-447D

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : CHIRAL Location : 22
Injection Date : 1/30/2018 10:35:44 AM Inj : 1
Inj Volume : 10.200 pl
Method : C:\Chem32\1\Data\Shiva_Krishna_Reddy Guduru\Shiva 2018-01-3@ 09-53-@7\FAST_
Chiral_Scout_IC_nHep_2Propanol.M (Sequence Method)
Last changed : 1/30/2018 9:53:07 AM by SYSTEM
Method Info : Scouting method for normal phase chiral separations ChiralPak IC with n-

Heptane and Isopropanol
Sample Info : BCM-GSK-447D Rac-Trans

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=210.4 Ref=off (Shiva_Knishna_Reddy_Guduru\Shiva 2018-01-30 00-53-071022-0201.D)
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DADT B, Sig=220.4 Ref=oF (Shiva_Krishna_Reddy_Gudury\Shiva 2018-01-20 03-53-071022-03010)
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DADT C. 5ig=254 4 Ref=off (Shva_Krishna_Reddy_Guduru\Sha 2018-01-30 0853-071022-0301.0)
mAU ]
0
403
303
203
103
03 A
1
2
Area Percent Report
- Yo
Sorted By : Signal N_.Bn
Multiplier : 1.0000 [:
pilution : 1.0000 N CO,Et
Do not use Multiplier & Dilution Factor with ISTDs
Me
16
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Signal 1: DAD1 A, Sige210,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

S p— [ P |=smemmneee |=emmmmmeee |emeemee |
2368.44629 100.0000

1 13.875 MM ©.5460 7.75903e4

Totals : 7.75903e4

Signal 2: DAD1 B, Sigw=220,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

seeefemannee ] P |=mmeenenes |=nmmemeees |=mmmnnee |
2009.13867 100.0000

1 13.e72 MM ©.4537 5.46944e4

Totals : 5.46944e4

Signal 3: DAD1 C, Sige=254,4 Refwoff

Peak RetTime Type Width Area
# [min] [min]  [mAU*s]

cenefemennee ] Ee |=mmmeeeees |=mmmeeeees |=mmmeeee |
51.51447 100.0000

1 13.e72 MM ©.4200 1298.06445

Totals : 1298.06445

Height

2368.44629

2009.13867

51.51447

*** End of

CHIRAL 1/30/2018 11:19:36 AM SYSTEM

Report ***
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Data File C:\Chem32\1\Data\Shiva_Krishna_Reddy_Guduru\Shiva 2018-01-30 09-53-87\022-0301.D
Sample Name: BCM-GSK-447D
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