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Copy of NMR for New Compounds
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LY-3-11-2 300M NMR CDCL3
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LY-3-Me 300M CDCL3 1H in NMR

g88E L —
£7ES L —
0965 1~

SEBY E
EE0L E
E6rLE
el E
gi08'e
oopee
cioee
BE6RE—

SFELY
LEE L'
5951

Ly

0L L
=T R
EL0T 4
5652 4

LPBE' L
[2=15 45
BEPY L

LB i~

Foroe
0o0'e
GLTE

wmo_..m

Fezol

Fesis
%Em.m

Foe

05

1.0

1.5

8.0

8.5

9.0

9.5

LY-3-Me 75M NMR CDCL3 IH in CDC13

SLVEC—

8lZ6 8L
E9r0 B2

SZC | BE—

2651 8r—

PEER 95—
Ge0E 19—

2z08' 8.
Z920 mmW
9BrY L4

PIEL LT
ZZ50BeL
0I5 BEL
HASREL
2268 8C)
Ovag Zel—

ZOED LEL—
8156881~

Lore LSl —

5588704 b~
EERE LAL

9588 61—

200 130 180 170 160 150 140 130 120 ﬁ‘l(‘l[] ) 100 90 80 T0 60 50 40 30 20 10
ppm,

210

S37



Copy of HPLC for Chiral Michael Products

HPLC for racemic and pure enantioenriched sample 3a

mAU

30

304

%0

20

150

10

DADT A, Sig=254 4 Ref=360,100 (D2 A 200WWYQUO16ILY-2-38000257.0)

M

2 ! b 3 0 2 i
T | BFIE) | UEmMAR | 0Em | UETE | XRRERT | WEIAE %
1 11.783 | 9907.3 | 385 | 0.3982 0.824 49.845
2 13.431 | 9968.8 | 344.8 | 0.4493 0.809 50.155
DAD! A, =254 Ref=360.100 (D352 200U QDIBLY:27100025)
mAU [\'i
i :
o
-
g
0 §
ol
: : ) ] RN R 4w
a5 | B METHIARY | g | 0ETE | NPRRIA | METHIAY %
1 11.839 | 1059.8 | 41.7 | 0.3928 0.895 6.271
2 13.428 | 15839.3 | 539.4 | 0.4566 0.767 93.729

S38

mAl |

04

I

mq

100+

HPLC for racemic and pure enantioenriched sample 3b
DAD1 A S 544 Re06100 D452 PODINQUELY2 03D

I SN | W
U,
L A I T ] T \
5 10 15 i) i) K| ki) i
Yutg | BPIE) | BEIAR | g | BETE | XPRRIET | AR %
1 32.112 | 11170.3 | 199.5 | 0.8772 0.687 46.289
2 33.671 | 12961.2 | 226.4 | 0.8721 0.771 53.711
DAD1 A, Sig=254 4 Ref=360,100 D 120010 YQR0161LY-2-78B000297D)
I I I I I T I L L
5 10 15 0 B K} k) i
Yt | BPIE) | BEIAR | g | UESE | XARREET | AR %
1 34.09 974.1 19.8 | 0.7232 1.045 3.097
2 35.431 | 30475.5 | 521.7 | 0.8995 0.523 96.903




HPLC for racemic and pure enantioenriched sample 3¢
DHD1 A, S84 4R350 100 [ aNQIBLY-T602%0)

ae.586

70.8a4

G | EFIA) | WETERL | WEey | WETE | XPARDN T | MR %
1 |46.586 | 2048 | 16.2 | 14912 | 0.75 49.926
2 |70.844 | 2054.1 | 14.6 | 1.6584 | 0.853 50.074

DAD1 A, Sig=254 4 Ref=360,100 (D2 E £ 1200WYQL0161LY-2-770002920)

60

T
(I

G | TR | WETAIRY | Wee | UETE | XPRRIANT | MR %
1 [46.162 | 650.9 | 4.2 |2.5986 | 0.793 12.714
2 | 70489 | 4468.6 | 25.7 | 2.8995 | 0.943 87.286

S39

mAU

200

1504

1004

DADI A, Sig=254 4 Ref=360,100 (D12 £ & 12000WYQI201TILY-4-XIAOD0O306.0)

7.956

11.110

HPLC for racemic and pure enantioenriched sample 4a

14 i

2 4 § 8 0 12
Gy | W) | VAEEAR | WEwy | UETE | WARIA T | WL %
1 7.956 | 3790 243 0.24 0.793 49.916
2 11.11 | 3802.7 | 170.3 | 0.3445 0.822 50.084
DAD1 A Sig=254.4 Ref=360,100 (D112 2 £ F200WWYQI2017LY4438000508)
AU ] H
17501 :
1500
12501
1001
7404
500
201 /L g
! i b ‘ o ) i n
Gis | WPIA| ETAR | WEeR | URTE | XKD | VEAR %
1 8.075 | 1069.5 | 67.6 | 0.2426 0.807 2.085
2 11.086 | 50235.8 | 1906.8 | 0.4154 0.536 97.915




mAl ]

304

%0

0

1504

1004

HPLC for racemic and pure enantioenriched sample 4b
MDA Se 2544 R 30100 (020D NODMGLY 380081 )

8 392

14.667

mAU]

404

304

304

%0

204

1504

1004

2 4 § § 10 12 1% 16 i
Gy | WRIED | WA | R | ETE | XPRRIN T | MR %
1 | 8392 | 6427.2 | 349.5 | 0.2825 | 0.744 49.886
2 | 14.667 | 6456.6 | 193.9 | 0.5144 | 0.795 50.114

DAD1 A, Sg=254 4 Ref=360,100 (£ £ 1200WYQL0161LY-3-5000082.)

T4a.204

2 4 § § 10 1 1 16 i
Gy | WPIR] | WETEIRN | VAR | URE | WRRDA T | IR %
1 | 8294 | 2988 | 15.6 |0.2888 | 0.829 2.099
2 | 14204 |13939.2 | 435.6 | 04953 | 0.725 97.901

S40

mAl

2504

204

1504

104

HPLC for racemic and pure enantioenriched sample 4¢
DAD1A, S 244 e300 D52 NNQL2BLY 29480041
0
o
o

19.686

mAl]

124

104

5 10 1 20 i
G | AT | WAL | VeRG | g | WRRET | BER %
1 9.615 | 6014.7 | 263.6 | 0.3482 0.727 50.534
2 19.686 | 5887.5 | 121.2 | 0.7509 0.794 49.466

DAD! A, Sige254 4 Ref=360.100 (D: 1 1200 WYQI20161LY-2-04000442.D)

2 %
0,
T T T T I
5 0 15 2 i
SaT | BFTE] | WEAR | W | WETE | XNPRREEF | WETAR %
1 9.654 151.5 7.4 | 0.2979 0.703 2.263
2 19.763 | 65459 | 134 | 0.7541 0.784 97.737




HPLC for racemic and pure enantioenriched sample 4d
MDA Se 544 e300 D 200NO1GLY2900174D)

G | EFIA) | WETERL | WEey | WETE | XPARDN T | MR %
1 | 13.464 | 44762 | 94.2 | 0.7027 |  0.56 50.080
2 | 47.57 | 4461.9 | 15.7 | 47505 | 0.382 49.920

DAD1 A, Sig=254 4 Ref=360,100 (D £ £ 1200WYQL20161LY-2-93000175.0)

Gt | BfTE] | WAL | U | UETE | NIRRT | EIEAR %
1 [13.105| 161.6 | 3.8 |0.5182 | 0.692 1.168
2 |42.875|13672.5 | 50.1 | 4.5446 | 0.263 98.832

S41

mAl

204

1504

104

HPLC for racemic and pure enantioenriched sample 4e
DAD1A, S 244 e 0100 D5 NNQ2GLY 5800440
N
5
4]

9.253

— T T T
2 4 6 8 10 12

i

mAU]

304

%0

20

1504

104

i | WFIA) | ETEAR | U | UETE | WARER T | MR %

5917 | 2509.8 | 231.5 | 0.1685 0.879 49.763

1
2 19.253 | 2533.7 | 141.2 | 0.2774 0.833 50.237

DAD! A, Sige254 4 Ref=360.100 (D: £ 1200 WYQI20161LY-2-89000423.)

5315

i T T T i
2 4

mi

G | TR | VETEAR | W | UETE | AR T | MR %

5.945 | 105.7 9.3 10.1731 1.056 1.617

1 .
2 19315 6431.6 | 351.7 | 0.2834 0.806 98.383




mAU 1

40
304
304
%04
204
1504

1004

HPLC for racemic and pure enantioenriched sample 4f
MDA Se 544 e300 020D OLD1GLY 27B0001D)

5.378

7.926

1
2

1
8

Gig | WA | A | W | WETE | WPRREE T | WA %
1 5.378 | 4190.4 | 453.4 | 0.1398 0.75 50.343
2 7.926 | 4133.4 | 286.1 | 0.2225 0.819 49.657
DAD' A, Sig=254 4 Ref=360,100 (D1l 12000 YQI20161LY-2-87000432.0)
mAU 8
3004 i
250
200
1504
104
509 4
Y A
i i i i i i i T i i i T 1
2 4 6 8 i
Gis | IR | TR | WEm | WETE | WRRE T | g %
1 5378 | 925 84 |0.1585 0.578 1.919
2 7.938 | 4725.1 | 325.5 | 0.2254 0.817 98.081

S42

mAl]

404

304

204

104

DAD! A, Sige254 4 Ref=360,100 (D1 1 1200WYQI2016LLY-3-13-4B00126.0)

6.340

o.897

HPLC for racemic and pure enantioenriched sample 4g

1
2

1
4

]
12

i

Sas | BFDA) | EmmAR | WEAE | UETE | NPRREET | AR %
1 6.34 | 6268.8 | 479.9 | 0.2004 0.728 49.837
2 9.897 | 6309.8 | 291.5 | 0.3325 0.769 50.163
DADY A, Sig=254 4 Re 360,100 (D51 1 2000YQZOMBLY--13000128D)
nhl )
0 °
50
0]
0
bl
0 5
I
\ e \ \ \
2 4 6 8 10 2 i
Sa'T | WPIA) | WETAR | Ve | WERE | YRR | WETAR %
1 6.307 307.6 21.3 | 0.2103 0.759 2.095
2 9.789 | 143734 | 662 | 0.3333 0.721 97.905




mAU

404

304

204

1004

HPLC for racemic and pure enantioenriched sample 4h
DAD1 A Se 2544 Re30100 0 ODIQOMGLY 32800200

6.676

1
!

1
4

G | i | ViR | Vel | Ve | KDY | VemRL %
1 6.676 | 6923.8 | 468.3 | 0.2265 0.684 50.259
2 11.798 | 6852.5 | 262.9 | 0.404 0.806 49.741
DADI A, Sig=254 4 Ref=360,100 (D:cfE 1200 YQI20161LY-3-13-2000130D)
mAU 5
4004
3004
2004
1004 o
N WY
\ S B A ‘ ‘ !
2 4 6 8 10 12 Ll
i | FIE] ) UeermAR | WA | UETE | XRREEF | WETAE %
1 6.676 3332 | 24.1 | 0.2073 0.709 2.468
2 11.737 | 13165 | 505 | 0.4041 0.763 97.532

$43

HPLC for racemic and pure enantioenriched sample 4i
DADY A Se 2544 Re360 00 D 200WNQLY- B01360)

Gy | WPIAD ) WETMIRN | AR | WETE | WARDN T | WEETRL %
1 | 11.728 | 2065.2 | 62.4 | 0.5063 | 0.699 50.432
2 | 16.869 | 2029.8 | 42.3 | 0.7281 | 0.742 49.568

DAD! A, Sige254 4 Ref=360,100 (D2 1 12000YQI2016LLY-340-1000135)

14

25 9 125 i
G | WP | VMmN | R | OURTE | XERREAT | WEEIR %
1 | 11.511] 2894 | 92 |0.4656| 0.789 1.319
2 | 16.14 | 216544 | 463.1 | 0.7136 | 0.571 98.681




mAU]

1604

1404

1204

1004

HPLC for racemic and pure enantioenriched sample 4j
DAD1 A Se 2544 e300 020D OLDMGLY 29B00030)

7.689

2.653

1
4

ST | BIE) | MEmTAY | WEAE | UETE | NIRRT | WA %
1 7.689 | 2507.4 | 175.5 | 0.2186 0.803 49.734
2 9.653 | 2534.3 | 133.1 | 0.2941 0.83 50.266
DAD1 A, Sig=254 4 Ref=360,100 (D221 2000QI016LY-2.900004350)
mAU] B
160 d
140
0
10
8
8
4]
2 §
[ . ;
I I I T T T I T
2 4 b 8 10 1 " i
ST | TR | EEmmAR | WS | UETE | MR | AR %
1 7.666 42.6 3 0.2162 0.804 1.300
2 9.602 | 3232.5 | 172.4 | 0.2888 0.819 98.700

S44

DAD! A, Sige254 4 Ref=360,100 D: £ 1200WYQI20161LY-2-91B000436.D)

HPLC for racemic and pure enantioenriched sample 4k

Al o
0 N
115 °
150 ’
157
0]
759
5
51
0,
I I I I I I
2 4 b 8 0 1 i
Sas | BFDA) | EmmAR | WEAE | UETE | NPRREET | AR %
1 7.191 | 2712.1 | 204.9 | 0.2024 0.773 49.904
2 921 | 2722.5 | 152.3 | 0.2746 0.82 50.096
DADY A, Sig=254 4 Ref=360,100 (D3 12000YQIOTBLY-291000487.0)
U] 8
0 s
%0
0
50
0
150
0]
5] R
I I I ‘ I I I |
2 4 6 i 0 i i
s | TR | UEemmAR | WS | UETE | PR | AR %
1 7.179 | 143.3 10.7 | 0.2042 0.789 1.871
2 9.155 | 7516.9 | 433.6 | 0.2663 0.799 98.129




mAU
250

204

1504

1004

DAD1 A, Sig=254 4 Ref=360,100 (D¢ £ £ 1200WYQI20161LY-3-10-2800134D)

HPLC for racemic and pure enantioenriched sample 41

a.652

6.693

1
2

T
4

Gig | WA | A | W | WETE | WPRREE T | WA %
1 4.652 | 3191.1 | 263.9 | 0.1891 0.725 49.666
2 6.693 | 3234 | 223.5 | 0.2208 0.756 50.334
DADI A, Sig=254 4 Ref=360,100 (D:cfE o 1200IWYQI20161LY-3-10-2000133D)
mAl M
8004
6004
400
2004
I T T I T T T I I I
2 4 ] 8 10 i
G | W) | AR | W | UEWE | MRREE T | IEHEA %
1 4257 | 245.9 28.3 | 0.1255 0.821 1.764
2 6.321 | 13699.1 | 1024.3 | 0.204 0.703 98.236

$45

HPLC for racemic and pure enantioenriched sample 4m
DAD1 A, S 2544 e300 D 021G 3800050)

19.043

1
§

!
il

i

G | AT | WAL | VeRG | g | WRRET | BER %
1 9.976 | 6868.3 | 236.3 | 0.4432 0.674 50.097
2 19.043 | 6841.8 | 125.3 | 0.8329 0.745 49,903

DAD! A, Sige254 4 Ref=360,100 (D: £ 12001WYQI0161LY-3-2000087.0)

mi

G | BT | WETATRY | WEem | URSE | XRRINT | MR %
1 10026 | 122.6 | 44 |04197| 0.777 1.064
2 |18.974 | 11399.2 | 209.6 | 0.8324 | 0.718 98.936




mAl |

204

1504

1004

HPLC for racemic and pure enantioenriched sample 4n

DAD1 A, Sig=254 4 Ref=360, 100 (£ £ 1200WYQL20161LY-3-7B000095.0)

1z.azo

21.354

10

G5 | WSIA) | WA | MR | UETE | NIRRT | TR %
1 12.429 | 7769.5 | 250.6 | 0.4777 0.749 49.951
2 | 21.354 | 7784.8 | 151 | 0.7936 0.806 50.049
DAD' A, Sig=254 4 Ref=360,100 (D1 12000 YQI20161LY-3-7000097 D)
mAl | h
400
30
20
104
Y VN | :
T L E— T T T !
5 10 16 il il i
GiT | PR | VAR | MR | VETE | XMARDN T | IETEAR %
1 11.641 | 284.6 | 104 | 0.4166 0.842 1.160
2 19.611 | 24249.9 | 508 | 0.7369 0.752 98.840

S46

DAD! A, Sige254 4 Ref=360,100 D: £ 1200WYCI20161LY-2-86B000426.0)

HPLC for racemic and pure enantioenriched sample 40

il ]
0 N
%] o
0] E
i
w]
18]
0]
5
o] ‘ ‘
I I T T T T T T T I
2 4 6 8 ) 1 M i
S | BFTE) | O | WA | WETE | RPRREE T | MR %
1 7.439 | 5643.6 | 414.1 | 0.211 0.804 50.296
2 9.985 | 5577.1 | 293.1 | 0.294 0.834 49.704
DADY A, 2544 Re300 100 (D152 000V QLIGLY-246000430.0)
mAU ?
] o
0]
il
8
il
204 2
o N ‘
T I T T T T T T T T
' b 3 ) ) U
Sa'T | WA | WETIAR | MR | WERE | XPRRER | WETAR %
1 7.338 54 4 0.2088 0.811 2.216
2 9.748 | 2383.3 | 131.1 0.28 0.851 97.784




mAU]

404

304

HPLC for racemic and pure enantioenriched sample 4p
DA, S84 Re 0100 (. 0YQRUIGLY3-B01220)

8 984

] §
]
]
5]
0]
51
0,
‘ — T \ \ T
1 b 3 0 f 1 fi 8 i
it | BFIE) | UEmmAR | 0Em | 0ETE | RREET | WA %
1 8.984 | 8752.4 | 437.9 | 0.3072 0.786 50.025
2 13.949 | 8743.8 | 273.5 | 0.4949 0.821 49.975
DADY A, 5= 2544 36000 (O F00UNORDBLY-200124D)
mAl o
511 ;
]
]
o
0] .
0,
I I I I T T I T T T
4 b 3 0 f 1 f ® i
T | BFIE) | UEmMAR | 0 | UETE | XRRERT | WA %
1 9.051 456.8 224 | 0.3119 0.821 2.558
2 14.061 | 17400 | 529.5 | 0.5074 0.785 97.442

S47

mAU-

160

140

HPLC for racemic and pure enantioenriched sample 4q
DA Sie254 4 Re0, 100 (02 L0VQRUIGLY 480001820)

0] :
0]
%]
8]
0]
0]
0,
T I T T T
5 0 15 2 5 n
s | I | Ve | Ve | W | AN T | BER %
1 13.151 | 5794.9 | 175.9 | 0.5085 0.788 49.551
2 21.901 | 5899.8 | 108.1 | 0.8346 0.845 50.449
DADY A Sige2544 Ref=360.100 D42 200WYQLBLY-400011.)
mAl R
0]
507
]
0]
m]
0] §
] 0
T T T T T
5 0 15 2 5 n
ST | VTR | UEmmAR | MR | WETE | XPARERF | WETAR %
1 13.263 845.4 25.6 | 0.5098 0.818 2.043
2 22.027 | 40529.9 | 705.3 | 0.8964 0.759 97.957




mAU

50

A0

1504

1004

HPLC for racemic and pure enantioenriched sample 4r

DADT A, Sig=254 4 Ref=350,100 (D:z4212 1200WYQI20161LY-2:98000222.D)

5.226

5 0 % 2 5 ki '
ST | BIE) | MEmTAY | WEAE | UETE | NIRRT | WA %
1 5.226 | 3234.2 | 279.2 | 0.1731 0.89 50.392
2 23.15 | 3183.8 | 67.4 | 0.7253 0.876 49.608
DAD1 A, Sig254 4 Ref=360,100 (DfE £ 100WYQ20MBLY-296.SHOUZZAD)
Al 8
bl
0
150
0
5 s
O—A/\jLM
T T T [ T T \ \ \ \ \ ;
5 0 % 2 5 ki % i
i | IFTA) | UEErmAR | v | RS | PRREE | WA %
1 5.238 675.2 53.7 | 0.1826 0.877 4.377
2 235 | 147499 | 302.2 | 0.7535 0.803 95.623

S48

mAU

HPLC for racemic and pure enantioenriched sample 4s

DADI A, Sig=254 4 Ref=360,100 (Diz4€[E 1200WYQUO1ILY-3-38000088.D)

o
-

25.204

il

5 10 1 il K| i
G | WA | WA | MR | WETE | XMIAREE T | TR %
1 11.81 | 3518.6 | 106.6 | 0.503 0.643 50.054
2 125204 | 3511 54.9 | 0.9646 0.736 49.946
DADI A, Sig=254 4 Ref=360,100 (D34 & 1200WYQO16ILY-3-3000089.0)
mAl 8
160 E
140
12
1004
80
60
4
2 ‘
O—M _—
L \ \ \ I \
§ 10 15 2 % K| i
BT | PR | VETAR | MR | UETE | XARPT | AR %
1 11.399 61.3 2.2 10.3892 0.789 0.589
2 23.58 | 10353.7 | 168.2 | 0.9302 0.62 99.411




AU ]

HPLC for racemic and pure enantioenriched sample 4t
DAD1 A, 2544 Re 300 D2 NNOOMGLY 4 B000TLD)

a
]

26.452

il

G | WP WEmmA | W | WETE | AR T | g %
1 12.109 | 15512.1 | 476.7 | 0.4937 0.695 50.869
2 26.452 | 14982.2 | 214.5 | 1.071 0.782 49.131
DAD A, Sg=2544 Ref=360,100 (D2 200WYQI016LLY-38-1000101D)
mAU ]
2004
150
100
50 o
] N
I T I J T I I
5 10 1 20 5 k] i
G | WFIA] | WETEAR | MR | WETE | XWARIN T | WEEIR %
1 12.425 | 215.1 6.2 |0.5223 0.765 1.169
2 [ 27.161 | 18190.6 | 250.5 | 1.1111 0.761 98.831

$49

mAl

500+

4004

304

204

1004

DADI A, Sig=254 4 Ref=360,100 (D222 & 2001 YQL20161LY-3-28000096.0)

5.597

10.585

HPLC for racemic and pure enantioenriched sample 4u

i

G | W | VB | Ve | VESE | AT | WEERL %
1 5.597 | 8692.7 | 598.7 | 0.2194 0.819 51.033
2 110.585] 8341 | 3022004261 0.773 | 48.967
DADI A, Sg=254 4 Ref=360,100 (Diz4E[E 1200WYQUO1HLY-38-2000098.0)
pt g
10+
600+
50+
404
304
204
0] 3
I I \‘ I ‘\ I [
2 4 6 8 10 12 4 i
Gy | PR | VAR | W | WETE | ARIT | WETHAR %
1 5.612 | 460.3 36.7 | 0.1922 0.742 2.046
2 [ 10.462] 220355 | 824.6 | 04118 | 0744 | 97954




mAU

160

140

12

1004

HPLC for racemic and pure enantioenriched sample 4v
DADH A SiF25¢4Re30 0 D2 NYOMGLY 4800083

a3.651

1
4

G | EFIA) | WETERL | WEey | WETE | XPARDN T | MR %
1 | 17.824 | 8692.6 | 166 | 0.7988 | 0.68 50310
2 |43.651 | 8585.6 | 70.3 | 1.5992 | 0.726 49.690

DAD A, Sig=254 4 Ref=360,100 (D12 £ 1200WYQI20161LY-3-6000108.0)

”;;E, :

400

300

i 2 2 B 9

Gy | WPIR] | WETEIRN | VAR | URE | WRRDA T | IR %
1 | 18331 17156 | 26.2 [ 0.9552 | 0.812 2.280
2 |44.084 | 73526.2 | 514.8 | 2.0824 | 0.525 97.720

S50

HPLC for racemic and pure enantioenriched sample 4w
DAD1 A Se254 R0 10 D OOWHQ0ELY 36 BIIIE D)

— T
125 19

T
115

25 5 15 10 [l
5 | W | VR | W | Ve | ADRET | EERL %
1 7.743 | 5853.5 | 293 0.305 0.699 50.193
2 15.887 | 5808.4 | 136.4 | 0.6589 0.791 49.807
DAD A, Sig=2544 Ref=360,100 (D A200WYQI20161LY-3-1000108.D)
mAU| g
8004
6004
404
04
v \ \ \ L B
25 5 15 10 125 15 115 i
GnT | IR | wETEAR | W | URSE | WRRET | IETHER %
1 7.757 555.2 22.9 | 0.3548 0.619 1.392
2 15.568 | 39323.5 | 967.1 | 0.6264 0.702 98.608




HPLC for racemic and pure enantioenriched sample 4x
DAD1 A 2544 ReE 300 D £ FOOMYODIELY3680000D)

mAl 7
e p
0
50
0 E
0 :
m
100
0,
I I T I I I
] 10 15 Ji| B i
Yt | BFTE] | OEmmAN | M | VETE | XPRRIAE | WA %
1 8.243 | 14458.3 | 743.2 | 0.299 0.716 50.193
2 19.355 | 14347.2 | 293.7 | 0.7558 0.793 49.807
DAD! A, =254 Ref=380,100 048 200MYQ01BLY-34-20001110)
] 9
0 ;
0
0
0]
0
i
100 E
N S
i R § BN 5 i
Sa'T | VTR | OEMTAR | MR | WETE | YRR | WETAR %
1 8.719 1018 47.6 | 0.3295 0.844 2.191
2 21.632 | 45441.3 | 802.6 | 0.8505 0.729 97.809

S51

HPLC for racemic and pure enantioenriched sample 4y
DAD1 A Set4 R0 0 Q1GLY1 801 60)

1 T T T 1 - T T
§ 1 15 0 % k] B i
G | WPIE) | wERTAR | e | WETE | XTAREAT | MM %
1 10.726 | 4526.5 | 159.2 | 0.4357 0.708 50.418
2 126.762 | 44514 | 61.3 | 1.0848 0.768 49.582
DAD1 A Sig=2544 Ref=380, 100 D32 ER1200WYQL01BLY-3-11000117.0)
mAl
1759
1504
1259
1004
739
504
QSJJ
0
L A L T 1 1 1 1
§ 10 15 0 % k] K i
G | WA | WEIRAN | v | WETE | WARD T | EEIA %
1 10.982 | 192.5 6.1 0.467 0.704 1.389
2 26.84 | 13672.7 | 188.2 | 1.1137 0.712 98.611




HPLC for racemic and pure enantioenriched sample 4z
DAD1 A 2544 REE 300 D £ POONYOIMGLY-1280014D)

] 3
800
600 3
400+
20
) \ \ \ I T \‘ \ ‘
2 4 b 8 10 1 1 i
dis | B | WemR | Wem | Ve% | MO T | WAL %
1 5.799 | 11817.1 | 951.7 | 0.1909 0.719 50.112
2 11.044 | 11764.3 | 442.4 | 0.4083 0.771 49 888
DADY A, Sig=254 4 Ref=360,100 D23 2 1200YQIZ01BLY-3:1-2000111.0)
il 9
80 I
600
400+
20+ .
0, L
\ I I I \ \ \ ‘
2 4 b 8 10 1 1 i
GnT | IR | OETRRR | W | URSE | XWRRET | IETHER %
1 6.059 650 45.1 | 0.2201 0.73 2.136
2 12.052 | 29772.5 | 938.8 | 0.488 0.714 97.864
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HPLC for racemic and pure enantioenriched sample 6a
DAD1 A Se254 R0 10 D OOUQLVELY 3308100450

il 2 9
610 g 0
504
]
oy
]
1]
] ‘
L T [ L L
2 3 I 5 b 7 ) g i
YT | EPIA) | VETIAN | M | WETE | XTRREE T | WETHAR %
1 4978 | 8157.4 | 556.4 | 0.235 1.042 50.097
2 5.663 | 8125.9 | 621.4 | 0.1946 0.717 49.903
DADY & SeZ544 350,100 D 00MYOLMLY-S-S3401400)
il 8
] i
B0
5004
Iy
oy
]
0 :
3 ——— "y
T L B B \ L L
2 3 I 5 b 7 ) g i
s | B METEAY | Mg | UETE | XTRREET | R %
1 5.018 | 394.1 25.1 ] 0.2471 0.965 3.945
2 5.725 | 9596.2 | 728.6 | 0.1937 0.706 96.055




HPLC for racemic and pure enantioenriched sample 6b
DAD A Se254 R0 10 D AIOINQETBLYS ZDOMERD)

a.300

7.695

§ 9

1 2 b 4 § 6 1
G | INFIE) | OEETEIAR | U | OUETE | NAREE T | g %
1 4.3 11193 | 76.3 | 0.2032 0.407 50.757
2 7.695 | 1085.9 | 62.2 | 0.2638 0.701 49.243
DADI A, Sig=254 4 Ref=360,100 (D 2 1200WYQL2016LLY-3-27B000144 D)
mAU 8
204
1750
13004
120
10004
750
5004 .
%0 §
n /RJ& Il
T \ L I A B R T ‘
1 2 b 4 § 6 1 § 9 i
G | W) | AR | W | UEWE | MRREE T | IEHEA %
1 4233 | 16553 | 109.9 | 0.2138 0.42 3.173
2 7.325 | 50507.5 | 2269.5 | 0.3516 0.485 96.827
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HPLC for racemic and pure enantioenriched sample 6¢

DAD1 A, Sig=254 4 Ref=360,100 (D:cfe 1 2000MYQ20161LY-3-37B000123.)

mAU u
0
¢
800 0
5
B0 ?
400
00
0 _/;/“\/\k | : |
‘ T T ‘ T T T ‘ T ‘ T ‘ T T
2 4 [} § 10 min
S | BFIE) | RO | WS | UETE | NPT | AR %
1 6.012 | 11331.3 | 984.1 | 0.1763 0.72 49.537
2 9.369 | 11543 | 600.2 | 0.2964 0.633 50.463
DAD1 A, Sig=254 4 Ref=360,100 (D:5cfe e T200INYQUZOMBILY-3-37000124.0)
Al | 3
800
600
40
o g
o
0 L T
\ T T T L
! { f § 10 i
Sa'T | BFIA) | WETIAR | 0w | WETE | XPARERF | WETAR %
1 5.983 715.3 63.8 0.1708 0.717 3.458
2 9.234 | 19970.7 | 1013.6 | 0.3039 0.569 96.542




HPLC for racemic and pure enantioenriched sample 7
DAD1 A 2544 REE 3000 D £ A0ONYOMGLY 3 2180048D)

HPLC for racemic and pure enantioenriched sample 8

DAD1 A, Sig=254 4 Ref=360,100 (D:\%1£% 1200WYQILY-3-66000287.0)

o : .
50 : ,8
N 2004
400
150
300
100
200
1004 o
04 04
] : i i 0 0 ' } 5 3 p 5 b .
Gutg | EPIE) | WETIAN | W | WETE | MPRRIET | WAL % g | ok | owemEAn | owems | owess | R | EEAR %
1 [5478 126985 |563.5]0.3229 | 0.466 51.321 1 | 42439 42073.1 | 252.4 | 2.3308 | 0.487 48415
2 [7.709 | 120449 | 442.4 ] 0.3976 | 0.531 48.679 2 | 48.032 | 44827.9 | 233 [2.6065| 0.533 51.585
DAD' A, Sig=254 4 Ref=360,100 (D R 1200WYQU2016LY-321000101.0) DADT A, Sig=254 4 Ref=360,10 (D E £ T200IWYQLLY-3-82000288.0)
Al H Ay
z 1004
400
80
300
§ 0
00
40
1004
20
0 T T U,J/\N\M—’ﬁ
I I I I I I T I T
2 4 b B ] i " m ‘ ‘ ‘ ‘ 1‘0 ‘ ‘ 2‘0 3‘0 4‘0 5‘0 ‘ 6‘0 mi
Ymg | WFIE] | TR | 0w | ETE | XIRRIAF | AT % Gee | B | VEmR | W | WESE | MR T | VEER %
1 |5338] 7285.7 | 458.6 | 0.2434 | 0.803 64.555 T 12355 1 2953 | 23 216211 0.944 T611
2 [7.134| 40004 | 217.1 | 0.281 0.718 35.445 2 | 48.175] 180359 | 103.9 | 2.2031 | 0.552 98.389

S54




HPLC for racemic and pure enantioenriched sample 9

DAD' A, Sig=2544 Ref=360,100 D: ¢ 1 1200WYQU2017LLY-MEQ00303.0)

mAlU | E
14004
12004 ?
10004
800-
600-
400
200
‘2 1‘1 ‘6 é 1‘0 mi
G | WPIE] | AL | e | WETE | XIARET | EEA %
1 4.679 | 16730.5 | 1601.1 | 0.1639 0.656 48.283
2 8.165 | 17920.6 | 1085.1 | 0.2567 0.718 51.717
DAD' A, Sig=254 4 Ref=350,100 (Decie 12000 YQI20{TLY-MSHOUOO0304D)
Al 9
14004
1204
10004
800
600
400+
20 g
) I T I I I
2 4 b § 0 i
G | WA | ETEAR | WEm | WETE | XWIRREET | WETAR %
1 4.663 | 18776 | 1643.9 | 0.1813 0.656 97.775
2 8.192 | 427.2 273 | 0.2427 0.839 2.225
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LY-2-67: HRMS (ESI) m/z caled for C31H37N204* (M+H)* 501.27478, found

501.27487.

00153 #6 RT: 0.09 AV: 1 NL: 4.80E6
T: FTMS + p ESI Full ms [150.00-2000.00] (0]
501.27487 )j\
] N N
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LY-2-75: HRMS (ESI) m/z calcd for Cy7H33N204* (M+H)* 449.24348, found

449.24338.

00155 #13 RT: 0.21 AV: 1 NL: B75E7
T: FTMS + p ESI Full ms [150.00-2000.00]

1 00__ 449 24338 >‘\ i J<
. N~ N
90—
] o 0
a6 4a
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1 914.50708
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20
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LY-3-5: HRMS (ESI) m/z calcd for C2sH3sN204* (M+H)* 463.25913, found 463.25897.

00159 #5 RT: 0.07 AV: 1

NL: 4. 81E7

T: FTMS + p ESIFull ms [150.00-2000.00]
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LY-2-94 HRMS (ESI): m/z caled for C28H35N205+ (M+H)+ 479.25405, found: 479.25406

00136 #11 RT: 0.16 AV: 1

T: FTMS
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NL: 1.01E7

+ p ESIFull ms [150.00-2000.00]

479.25406
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LY-2-93: HRMS (ESI) m/z

509.26456.

00156 #9 RT: 0.14 AV: 1 NL: 8.70E7
T: FTMS + p ESI Full ms [150.00-2000.00]

caled for CyH37N20¢* (M+H)* 509.26461, found

509.26456
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: SR e
90 /JL\
. N N
80— 4d O O
1 OMe
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LY-2-89: HRMS (ESI) m/z caled for Co7H32FN2O4* (M+H)* 467.23406, found

467.23398.

00158 #8 RT: 0.12 AWV: 1 NL: B.13EB6

T: FTMS + p ESI Full ms [150.00-2000.00]

467 23398
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LY-2-87: HRMS (ESI) m/z calcd for Ca7H32CIN2O4*

483.20456.

00158 #11 RT: 0.15 AV: 1 NL: 2.63E7
T: FTMS + p ESI Full ms [150.00-2000.00]
483.20456
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(M+H)+ 483.20451, found

1466.62402
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LY-3-13-1: HRMS (ESI) m/z calcd for C27H32CIN204* (M+H)* 483.20451, found

483.20444.

00141 #12 RT: 0.19 AV: 1 NL: 5.00E6
T: FTMS + p ESIFull ms [150.00-2000.00]
483.20444
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LY-3-13-2: HRMS (ESI) m/z calcd for Cy7H32CIN2O4* (M+H)* 483.20451, found

483.20438.

00156 #12 RT: 0.18 AV: 1 NL: 5.70E6
T: FTMS + p ESI Full ms [150.00-2000.00]

483.20438
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LY-3-10-1: HRMS (ESI) m/z caled for CagH32N3O4+ (M+H)* 474.23873, found

474.23862.

00137 #7 RT: 0.12 AV: 1 NL: 1.37E6
T: FTMS + p ESI Full ms [150.00-2000.00]

474.23862
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LY-2-90: HRMS (ESI) m/z calcd for Cy7H32N3Ost (M+H)* 494.22856, found

494.22836.

00150 #9 RT: 0.16 AV: 1 NL: 1.30E6
T: FTMS + p ESI Full ms [150.00-2000.00]

49422836
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LY-2-91: HRMS (ESI) m/z caled for Cy7H32N3O0s* (M+H)* 494.22856, found

494.22849.

00154 #4 RT: 0.06 AWV: 1 NL: 4.29E6
T: FTMS + p ES| Full ms [150.00-2000.00]
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LY-3-10-2: HRMS (ESI) m/z calcd

517.23047.

00142 #7 RT: 0.10 AV: 1 NL: 7.46E6
T: FTMS + p ESIFull ms [150.00-2000.00]

for CasH32F3N204* (M+H)* 517.23087, found

517.23047
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LY-3-2: HRMS (ESI) m/z calcd for C31H3sN204* (M+H)+ 499.25913, found 499.25903.

00146 #7 RT: 0.10 AV: 1 NL: 8.58E6
T: FTMS + p ESIFull ms [150.00-2000.00]

499.25903
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LY-3-7: HRMS (ESI) m/z calcd for C2gH3sN204* (M+H)* 463.25913, found 463.25900.

00139 #11 RT: 0.16 AV: 1 NL: 1.86E7
T: FTMS + p ESI Full ms [150.00-2000.00]

463.25900
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LY-2-86: HRMS (ESI) m/z calcd for Cy7H3:FN2O4* (M+H)* 467.23406, found

467.23413.

001657 #19 RT: 0.31 AV: 1 NL: 6 47E7

T: FTMS + p ESI Full ms [150.00-2000.00]
467.23413
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LY-3-12-1: HRMS (ESI) m/z calcd for Co7H32BrN204* (M+H)* 527.15400, found

527.15399.

00147 #7 RT: 0.11 AV: 1 NL: 791E6
T: FTMS + p ESI Full ms [150.00-2000.00]
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LY-3-4: HRMS (ESI) m/z calcd for C31H35N204* (M+H)*+ 499.25913, found 499.25900.

00144 #7 RT: 0.11 AV: 1 NL: 2.02E7
T: FTMS + p ESI Full ms [150.00-2000.00]

499.25900
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LY-2-96: HRMS (ESI) m/z calcd for C7H33N20s* (M+H)* 465.23840, found

465.23843.

00135_170118182251 #13 RT: 0.20 AV: 1 NL: 3.33E6
T: FTMS + p ESI Full ms [150.00-2000.00]

465.23843
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LY-3-3: HRMS (ESI) m/z calcd for C26H32N304* (M+H)*+ 450.23873, found 450.23846.

00140 #15 RT: 0.24 AV: 1 NL: 7.57E6
T: FTMS + p ESI| Full ms [150.00-2000.00]

450.23846
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LY-3-8-1: HRMS (ESI) m/z

477.27460.

00143 #9 RT: 0.14 AWV: 1 NL: 9.69E6
T: FTMS + p ESIFull ms [150.00-2000.00]

477.27460
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caled for Cy9H37N204* (M+H)* 477.27478, found
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LY-3-8-2: HRMS (ESI) m/z calcd for Cy7H3:1CIoN204* (M+H)*+ 517.16554, found

517.16547.

00152 #5 RT: 0.09 AV: 1 NL: 586E6
T: FTMS + p ESI Full ms [150.00-2000.00]

517.16547
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LY-2-91: HRMS (ESI) m/z calcd for

493.26953.

00155 #11 RT: 0.16 AV: 1 NL: 1.69E7
T: FTMS + p ESI Full ms [150.00-2000.00]
493.26953
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(M+H)* 493.26970, found
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LY-3-9-1: HRMS (ESI) m/z calcd for CagH34CIN2Os* (M+H)* 497.22016, found

497.22018.

00145#11 RT: 0.17 AV: 1 NL: 5.B3E6
T: FTMS + p ESI Full ms [150.00-2000.00]

497.22018
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LY-3-9-2: HRMS (ESI) m/z calcd for

513.21490.

00157 #10 RT: 0.15 AV: 1 NL: 3.43E6
T: FTMS + p ESI Full ms [150.00-2000.00]
513.21490
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S Ak

0]

I 0]

0

‘ OCH3

4x

Cl

1042.44971

1556.65442
1111.35962

1264.52002 1505.69727 1691.56555 1927.06555

992.49182
943.84375 |
T T T T T

o

400 800

LY-3-11-1: HRMS (ESI) m/z

497.24435.

00138 #10 RT: 0.16 AV: 1 NL: 5B89E6
T: FTMS + p ESI Full ms [150.00-2000.00]
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caled for CygH3sFN2Os* (M+H)+ 497.24463, found
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caled for C37H3:CIFN204* (M+H)*+ 501.19509, found 501.19476.

00160 #7

RT: 0.11 AV: 1 NL: 6.54E6

T: FTMS + p ESIFull ms [150.00-2000.00]
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LY-3-33A: HRMS (ESI) m/z

415.25912.

00151 #5 RT: 0.07 AV: 1 NL: 141E7
T: FTMS + p ESI Full ms [150.00-2000.00]

415.25912
100

90

80

70

60

50

407 338.34189

30

20

10

-1 240.10909 |

475.25867
| 654.36084
| lI M |,

| 799.02765 | 94384290

1000

1200 1400 1600 1800 2000

miz

caled for CaaH3sN2Ost (M+H)*+ 415.25913, found

846.53766
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LY-3-27B: HRMS (ESI) m/z calcd for CyyH39N204* (M+H)* 455.29043, found

455.29041.

00161 #14 RT: 0.22 AV: 1 NL: 2Z57EB
T: FTMS + p ESIFull ms [150.00-2000.00]
455.29041
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LY-3-37: HRMS (ESI) m/z caled for CaoHi7N2O4* (M+H)* 477.27478, found

477.27460.

00162 #10 RT: 0.16 AV: 1 NL: B.33E6
T: FTMS + p ESI Full ms [150.00-2000.00]
477.27460
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LY-3-21A: HRMS (ESI) m/z calcd for

323.19653.

00148 #3 RT: 0.05 AV: 1 NL: 3.08E5
T: FTMS + p ESIFull ms [150.00-2000.00]
323.19653
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Ly-3-76: HRMS (ESI) m/z caled for CagH3sN20s* (M+H)* 463.25913, found

463.25928.

70#7 RT: 0.12 AV: 1 NL: 4.B3E6
T: FTMS + p ESI Full ms [150.00-2000.00]
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