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'H NMR (400 MHz, Chloroform-d) & 3.44 — 3.22 (m, 2H), 3.18 — 3.00 (m, 1H), 2.85 (q, /= 10.1, 9.5 Hz,
1H), 2.09 — 1.92 (m, 2H), 1.88 — 1.36 (m, 15H).
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BCNMR (151 MHz, dmso) 8 153.93, 78.59, 62.46, 48.38, 34.23, 32.59, 28.69, 21.78,

13.23 HsC CHs
(o] H3C>k
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[211.16]

2b
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MSD2 peak refined IC, MS File (12791-2) ES-API, Scan
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'H NMR (400 MHz, Chloroform-d) & 3.46 — 3.29 (m, 2H), 2.39 — 2.10 (m, 2H), 1.70 (q, J = 6.1 Hz, 2H),
1.61 — 1.32 (m, 17H).
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BCNMR (151 MHz, dmso) 8 153.42, 152.71, 78.76, 78.12, 69.71, 69.28, 48.30, 48.01,

43.38,41.77, 37.24, 35.90, 28.69, 25.01, 24.87, 22.74, 22.29
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N
[225.17]
# RT |DAD1A DADI1B| MSD1 MSD2 | ELSD MSD1 ions MSD1 rt|MSD2 ions | MSD2 rt|Info
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MSD2 peak refined IC, MS File (12791-3) ES-API, Scan
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'H NMR (400 MHz, Chloroform-d) & 3.38 (dt, J = 28.4, 6.9 Hz, 2H), 2.46 (t, J = 10.3 Hz, 1H), 2.22 (t, J
=13.2 Hz, 1H), 1.90 — 1.75 (m, 2H), 1.74 — 1.15 (m, 19H).
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BCNMR (151 MHz, dmso) 8 153.67, 152.81, 78.59, 77.96, 63.71, 63.33, 48.11, 47.96,
36.98, 35.91, 34.61, 33.30, 28.63, 25.63, 25.39, 24.43, 24.23, 22.15, 21.68 H3C>k
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N
2d
[239.19]
# RT |DADI1A|DADI1B| MSD1 [MSD2|ELSD MSD1 ions MSD1 rt| MSD2 ions [ MSD2 rt|Info
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MSD2 peak refined IC, MS File (12791-5) ES-API, Scan
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'HNMR (400 MHz, Chloroform-d) & 3.54 — 3.29 (m, 2H), 1.86 — 1.62 (m, 4H), 1.54 — 1.31 (m, 15H).
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BCNMR (151 MHz, dmso) & 153.80, 152.95, 78.49, 78.05, 59.86, 59.36, 48.34, 48.11,
42.69, 41.69, 28.69, 27.42, 26.25, 21.96, 21.55
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CH,

H,C 7L

CH
0 3CH,
H,C )\
N
0

[199.16] 29

# RT |[DADIA|DAD1B/MSD1 MSD2| ELSD MSD1 ions MSDI1 rt\ MSD2 ions MSD?2 rt|Info
1/1.018) 0.1% | 16.5% | - - 1110.4% -— -— - -—
21.140| 99.6% | 62.2% 99.3%| -— |-44.2%421.2(36),126.2(27),144.2(17)| 1.152
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MSD2 peak refined IC, MS File (R2663036) ES-API, Scan
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'H NMR (400 MHz, Chloroform-d) 8 4.49 (s, 1H), 2.19 (s, 3H), 1.82 — 1.36 (m, 12H), 0.51 (dtd, J =
19.7, 10.2, 5.6 Hz, 2H).
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BCNMR (151 MHz, dmso) 8 174.35, 152.17,79.29, 61.31, 43.71, 34.72, 28.39, 27.30,

8.65

The spectrum was recorded at the temperature of 50°C
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MaxPeak: 100.00%
Ret_Time: 1.162 min
DAD1 A, Sig=215,16 Ref=off (D:\DATE\0821\L279437D\017-D5B-B6-R1836796.D)
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'H NMR (400 MHz, DMSO-d¢) § 12.37 (s, 1H), 4.15 — 4.04 (m, 1H), 3.15 — 2.61 (m, 2H), 2.17 — 1.56 o)
(m, 8H), 1.51 — 1.26 (m, 9H).
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BCNMR (151 MHz, dmso) 8 174.69, 174.17, 154.02, 153.11, 79.49, 79.02, 63.92, 63.15,
61.20, 38.42, 34.34, 34.19, 32.88, 32.42, 28.57, 28.40, 26.61, 26.22, 13.55, 13.00
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s-trans conformer %o L)/)\o s-cis conformer e s
3
O @)
)V 3b
<+ < <+ M Y. Q o =N SPHeT T oA n o
SN ho g sdd %Exmm%s&gg oo
\/ \/ \/ N SN VY \/
|
I I ! I
| |
| |
| 1 d | ,
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 40 30 10

S21 f1 (ppm)



MaxPeak: 100.00%
Ret _Time: 1.284 min DAD1 A, Sig=215,10 Ref=off (D:\DATA\0110\L217611D\SAMPL015.D)
mAU 1.284
80
60 -
40
20
0 0- \ \ \ ‘
0 OH 0 0.5 1 15 min
DAD1 B, Sig=254,10 Ref=off (D:\DATA\0110\L217611D\SAMPL015.D)
mAU
N 1
O 10
3b 0-
10—
] I \ I ‘
Exact Mass 255.17 ] MSD1 TIC, MS File (D:\DATA\0110\L.217611D\SAMPL015.D) API-ES, Scan, Frag: 120, "Pos
# T i me Area.% 1250000 é 1.304
“““““““““ 1000000 5
1 1.284 100.00 750000 3
500000
250000 : ‘ : ]
0 0.5 1 15 min
MSD2 TIC, MS File (D:\DATA\0110\L217611D\SAMPL015.D) , Scan, Frag: 120, "Neg"
] 1.308
400000
300000 |
200000 |
100000
] \ | \ ‘
0 0.5 1 1.5 min
ADC1 A, ADC1 ELSD (D:\DATA\0110\L217611D\SAMPL015.D)
mVé
21
201
19
I [ I !
0 0.5 1 15 min
*MSD1 SPC, time=1.301 of D:\DATA\0110\L217611D\SAMPL015.D API-ES, Scan, Frag: 120, "Pos"
E 200.1
50 156.1
RT 1.304 ] 110.1 “ 157.1 201.1 278.1
0- R N T \ | \
100 200 300 400 500 m/2
*MSD2 SPC, time=1.006 of D:\DATA\0110\L217611D\SAMPL015.D , Scan, Frag: 120, "Neg"
E 298.0
RT 1.005 %07 2991
0- I I ‘i I I I
100 200 300 400 500 m/2
*MSD2 SPC, time=1.312 of D:\DATA\0110\L217611D\SAMPL015.D , Scan, Frag: 120, "Neg"
E 254.1
50—
RT 1.308 E
o] 2551 2001 5312
- I I - T I I T T
100 200 300 400 500 m/2
OA P2-B-06 -VL- ->
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'H NMR (400 MHz, DMSO-dg) 8 7.36 (s, 1H), 2.53 — 2.49 (m, 2H), 1.88 — 1.55 (m, 8H), 1.53 — 1.45 (m,
2H).

Y

—3.39 HDO

—3.17 MTBE

—2.50 dmso

1.11 MTBE

6¢c

2.00—=

S23
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BCNMR (DMSO, 126 MHz) 6 162.95, 83.00, 66.88, 48.52, 36.19, 32.99, 31.21, 24.14. N=
6¢C
3 3 2 o 2N
9 2 38 ® 8SSs X
VAT
|
I I
L |
» . " " " Lvh " -
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 50 40 30 20 10 0 -1(

S24 f1 (ppm)



Library Search Report

N=—
Misc : CH30H
ALS Vial : 8 Sample Multiplier: 1
Search Libraries: C:\Database\EMPTY.L Minimum Quality: 0 6
C
Unknown Spectrum: Apex

Integration Events: ChemStation Integrator - autointl.e

Abundance TIC: BC732957-45.D\data.ms
3.450

1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000
900000
800000
700000
600000
500000
400000

300000

200000

100000

e e T o e I e R R E R e e Ea

Time--> 150 200 250 3.00 350 4.00 450 500 550 6.00 650 7.00 750 800 850 9.00 950 10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00 15.50 16.00
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Library Search Report - ChemStation Integrator

Unknown Spectrum based on Apex

Abundance Scan 333 (3.453 min): BC732957-45.D\data.ms m/z 82.10 100.00%
82.1
94.1
8000
\\\\‘\\\\‘\\\\‘\\\\‘\\\
3.20 3.40 3.60 3.80
122.1 m/z 94.10 82.54%
6000 67.1
4000
T R R
411 3.20 3.40 3.60 3.80
m/z 95.10 76.63%
54.1 108.1
2000
m/z--> 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200 205 210 215 3.20 3.40 3.60 3.80
m/z 122.10 62.13%
Peak Number: 1 at 3.450 min Area: 29507845 Area % 100.00 A¥¥
\\\\‘\\\\‘\\\\‘\\\\‘\\\
The 3 best hits from each library. Ref\# CAS\# Qual 3.20 3.40 3.60 3.80
--------------------------------------------------------------------- m/z 67.10 55.75%
C:\Database\EMPTY.L No hits were retrieved.

—

3.20 3.40 3.60 3.80
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'H NMR (400 MHz, DMSO-d) & 4.08 (dd, J = 8.4, 5.4 Hz, 1H), 2.95 (s, 1H), 2.17 (dq, J = 14.8, 7.8 Hz,
1H), 1.94 (dq, J = 12.8, 6.6 Hz, 1H), 1.74 (dt, J = 12.4, 7.1 Hz, 1H), 1.68 — 1.45 (m, OH). / /

NH

7c

/ S S/

0.79-
0.98/1
1.00

r—+~ 1+ 1 *~ 1 ~ 1 T~ 1 T T T - 1 ~ T T T ~ T ~ T T T T T T T T T T T T T T
130 125 120 115 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
S27 f1 (ppm)



BCNMR (DMSO, 126 MHz) § 123.21, 70.30, 46.14, 38.71, 38.12, 36.77, 30.81, 23.55, 23.30. //N
NH
7c
N = % AR 8 28
g S ¢ g¥g 8 19
[/ | %
|l I I
' |
| |
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

S28 f1 (ppm)



'HNMR (500 MHz, Chloroform-d) § 4.47 — 4.25 (m, 1H), 2.60 — 2.22 (m, 2H), 2.19 — 1.69 (m, 6H), 1.61 oH
3

—1.35 (m, 13H). HaC
)\ OH
0

3c

o0} [e)} g
X — )
— © —

T T T

13.0 12,5 120 115 11.0 105 100 95 90 85 80 75 7.0 6.0 55 50 45 40 35 30 25 20 15 1.0 05 0.0

6.5
S29 f1 (ppm)



BCNMR (126 MHz, DMSO) 8 174.29, 173.81, 153.03, 151.83, 78.95, 78.32, 70.37,

CH
69.87, 60.66, 60.51, 37.00, 36.53, 35.69, 35.33, 28.24, 27.97, 26.95, 26.40, 24.54, 24.37 H3C>K 3
0 H;C o 0
)\ OH
=N OH
o)
s-frans conformer é%o N
SR38R I582 %k
588 n SRES XX 3¢
AR [/ )\ \/
' |
[l o - l
|1 A h | |
T T T T T T T T T T T T T T
42 40 38 36 34 32 30 28 26 24
f1 (ppm)
ik o2 8% B® 83 RERIRETHA
NN in gg g2g g8 SUUMINEYIS
\/ \/ A2 Y4 % SN N =
| | | Il |
I L
| | |
| | | '
L J 1) LU)JJ L
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
S30 f1 (ppm)



MaxPeak:

100.00%

Ret Time: 1.159 min

DAD1 A, Sig=215,16 Ref=off (D:\DATA\0214\L718993D-PART1\SAMPL000018.D)

mAU - 1.159
75
50
N 25
0- T T T —
0.5 1 15 min
OH 0 DADL1 B, Sig=254,16 Ref=off (D:\DATA\0214\L718993D-PART 1\SAMPL000018.D)
0 mAU 1
3c g
-50 |
-100 : : : ‘
0.5 1 15 min
Mol Wt 209.34 MSD1 TIC, MS File (D:\DATA\0214\L.718993D-PART \SAMPL000018.D) ES-API, Scan, Frag: 100, "POS"
] 1171
EX&Ct M ass 26919 400000
# Time  Area% b
_________________ 200000
1 1.159 100.00 0 ‘ ‘ _ ‘
0.5 1 15 min
MSD2 TIC, MS File (D:\DATA\0214\L718993D-PART1\SAMPL000018.D) ES-API, Scan, Frag: 100, "NEG"
300000 1171
200000 —
100000 —
0- I I I —
0.5 1 15 min
ADC1 A, ELSD (D:\DATA\0214\[718993D-PART 1\SAMPL000018.D)
mV
30
27.5-
25
225 \ I \ ‘
0.5 1 15 min
*MSD1 SPC, time=1.170 of D:\DATA\0214\L718993D-PART1\SAMPL000018.D ES-API, Scan, Frag: 100, "POS"
E 170.2
75
E 214.0
RT 1.171 503
25 171% ‘ 2922 561.4
0 = I e ] I L L
I ' ' ' I ' I I I ' I
100 200 300 400 500 m/z
*MSD2 SPC, time=1.174 of D:\DATA\0214\L718993D-PART1\SAMPL000018.D ES-API, Scan, Frag: 100, "NEG"
E 268.2
75
RT 1.171 503
25 269.2
0t I | I I I
100 200 300 400 500 m/2
LB -6-
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'HNMR (500 MHz, Chloroform-d) § 4.55 — 4.27 (m, 1H), 2.68 — 0.99 (m, 23H).

y

-
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12.5
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11.0
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OH

HsC
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| 23.00
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BCNMR (151 MHz, dmso) § 174.94, 174.51, 153.77, 152.38, 79.31, 78.70, 65.13, 64.67, o
61.22,35.92, 35.08, 34.24, 34.21, 33.18, 32.59, 28.62, 28.42, 26.69, 26.14, 25.62, 25.39,
24.64,24.37, 2425, 24.07 OH
N 0 CH3
Y 7;%
° he
o [ee] <t — [o0) ()] o o (o)) < o O <N WIS
4 8 sz @ o % & $ $ 645 xzas 3d
| \/ [ | [ NN/
|
|
i I I I |
O ) |
T T T T T T T T T T T T T T T T T T
37 36 35 34 33 32 31 30 29 28 27 26 25 24
f1 (ppm)
&0 R& RS RN N8I A2RAYBTARTRLD
SN A5 g g e el g Pulie BB O b A
N/ \/ \/ \ T eseSssSseseSNe—
s-trans conformer s-cis conformer
|
| | | I Il
|
h I I | 1 1
| | |
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
S33 f1 (ppm)



MexdPeak:= 100.00%
Ret Time: 1.228 min DADL A Sig=215,16 Ref=off (D\DATE2023MAN3106\L 618121D-PART1\016-DEB-B9-R3559833.D)
mAU 1228
120
100
80
a);
0] N ]
40 1 1 T i
o] 05 1 15 min
OH 0 DADL B, Sg=254,16 Ref=diff (D\DATE2023VAN3106\L 618121D-PART1\016-D68-B9-R3559838.D)
0 AL
3d ¢
0
_Zji
-40-
| \ \ \ ‘
Bxact Mess 23321 MED1 TICG, M5 Fle (D\DATE2023\MAN3105\L 618121D-PARTIN016-D6B-B3-R3550833.D) ES-AP, Fast Scan,
# Time Aresth ] 128
1500000
1 1.228 100.00 1000000 ]
500000
1 I I I '
o] 05 1 15 min
MEDR2 TIG, M5 Fle (D\DATE2023\MAN3105\L 618121D-PARTIN016-D6B-B3-R3550833.D) ES-AP, Fast Scan,
] 1239
400000
300000
200000
100000
07: l T — I T
o] 05 1 15 min
B.S1L A B SIA B SDSgd (D\DATE2023VAN3105L 618121 D-PARTI\016-D5B-B9-R3559883. D)
LU
18-
16
14
12
10 l I I i
o] 05 1 15 min
*VEDL SPG, tine=1.234 of D\DATE2023\MAN3105\L 618121 D-PARTIN016-058-B9-R3559888 D ES-AP, Fast Scan, Frag: 100, 'R
E 184.2
50—: 06.2
RT 1.238 1 157 282 JDQ
ol o ‘145; 170, |2202 3002 A2 342 | 54
R e e L e S ‘ ‘
100 200 300 400 500 nvyz
*VEDR SPG, tine=1.240 of D\DATE2023\MAN3105\L 618121 D-PARTIN016-05B-B9-R3559888 D ES-AP, Fast Scan, Frag: 100,
E 2802
RT 1.239 - N
] 5384
o "7 332 382 )
‘ ‘ —_— ‘ —
100 200 300 400 500 nvz
AN <inalid> 22 —
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'HNMR (500 MHz, DMSO-d¢) & 12.42 (s, 1H), 4.21 — 4.13 (m, 1H), 2.80 — 2.57 (m, 1H), 2.45 — 2.30

(@)
(m, 1H), 2.23 — 1.69 (m, 8H), 1.66 — 1.24 (m, 11H). CH; O OH
S
H,C o} N
F
F
3e

N
N
=
o

T Y I
T .

r—+~ 1 1 - 1 - T - 1 -~ T 1 1 T 1 "~ 1 "~ T ~ T "~ T *~ T ~ T *~ T * T * 1 T T T
13.0 125 12.0 11,5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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BCNMR (151 MHz, dmso) § 174.81, 174.39, 153.44, 152.35, 124.01 (t, 'Jcr = 241.6 Hz), o]
79.69, 79.16, 63.56, 63.05, 61.29, 61.25, 34.40, 33.48, 31.87, 31.81, 31.71, 31.65, 31.55, CHy 0
31.46, 31.39, 29.91, 29.85, 29.00, 28.93, 28.50, 28.38, 26.57, 26.04 H3C>k )k
HyC o) N
voow BEREBES 58 S8 88 B3
P M e R R 2 2R XX g 8
=\~ \/ \YZRY [
F
F
3e
|
| |
Lk LU s M -
T T T T T T T T T T T T T T T T T T T T T
35 34 33 32 31 30 29 28 27 26 25
f1 (ppm)
=8 A 885 39 RER]Y 22LEFBRLANBSRIRLS
X n o RN o o o5 0 VR | B e e R R R
\/ \/ NI/ \/ ~ ————"
s-trans conformer s-cis conformer
|
|
| |
| | ]
| | ) —
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
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19F NMR (376 MHz, DMSO-ds) 8 -91.57 (d, J = 233 Hz), -91.88 (d, J =233 Hz), -101.11 (d, J = 232 o

Hz), -102.42 (d, J = 232 Hy) CH, O OH
LGP
HsC 0 N
2 § o R
§ 8 § g
[

—-91.26
—-91.57
—-91.88
—-92.19

3e

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
-84 -85 -8 -87 -88 -89 90 -91 -92 -93 94 -95 -96 -97 98 -99 ~-100 -101 -102 -103 -104 -105 -106 -107 -108 -109 -11(
S37 f1 (ppm)



S38

DAD1 A, Sig=215,16 Ref=off (D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D)
mAU o
. 100 -
75
50 3
o F E
N 25
i \ \ \ ‘
OH #O 0 0.5 1 1.5 min
o) DAD1 B, Sig=254,16 Ref=off (D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D)
3 e mAU 7
20
0
-20
Mol Wt 319.34 -40 -
I | I T
Exact Mass  319.19 0 , 0.5 L 15 min
MSD1 TIC, MS File (D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D) ES-API, Scan, Frag: 100, "POS"
] 1.268
200000 |
150000
100000
50000 |
] I I ~ I ‘
0 0.5 1 15 min
MSD2 TIC, MS File (D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D) ES-API, Scan, Frag: 100, "NEG"
g 1.268
100000
50000
0] I I I ‘
0 0.5 1 1.5 min
ELS1 A, ELSIA, ELSD Signal (D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D)
LSU ]
14 -
12
10
I | I T
0 0.5 1 15 min
*MSD1 SPC, time=1.272 of D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D ES-API, Scan, Frag: 100, "POS"
E 220.0
4 264.2
RT 1.268 50 157.0 3420
,1 0227771820 0p0 | 2a5 3520
L SLHNERE— e
100 200 300 400 500 m/z
*MSD1 SPC, time=1.372 of D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D ES-API, Scan, Frag: 100, "POS"
E 184.2
E 1012 157.0
RT 1.372 %03
ol .3421060 1390 1788 2160 .1307.0 ‘ ‘ 589,
R At : : ‘
100 200 300 400 500 m/z
*MSD2 SPC, time=1.267 of D:\DATA\1221\L697330D\008-D6B-A6-R3846530.D ES-API, Scan, Frag: 100, "NEG"
E 318.2
50 |
RT 1.268 ]
: 3192 3560
0+— \ A e \ ‘
100 200 300 400 500 m/z
H -14- ->



'H NMR (500 MHz, Chloroform-d) & 4.57 — 4.33 (m, 1H), 3.95 (dd, J = 11.9, 5.2 Hz, 2H), 3.41 (dt, J =
39.5, 12.3 Hz, 2H), 3.12 — 2.43 (m, 2H), 2.41 — 1.76 (m, 4H), 1.68 — 1.14 (m, 11H).

o)
OH
N o Chs
W/ %CH3
5 ° he
3f
o1/ // )
|

T T T T T T T T T T T T T T T T T T T T T T
13.0 125 120 115 11.0 105 100 95 90 85 80 75 7.0
S39
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BCNMR (151 MHz, dmso) 8 174.86, 174.45, 153.63, 152.43, 79.65, 79.61, 79.01, 65.85,
65.69, 65.63, 65.54, 62.62, 62.20, 61.31, 61.23, 36.69, 34.93, 34.57, 34.12, 33.82, 33.33,

28.63, 28.40, 26.50, 25.90

883 833 ©8 =8 HsC
g LRnRn RN dd 323 O
o ENVS [\
3f
| n | '
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
81 80 79 78 77 76 75 74 73 72 71 70 69 68 67 66 65 64 63 62 61 60
f1 (ppm)
8@ 8@ n v~ maoaomMmsT aNO =M [ N2l p A RS EvEnE=NeNe)
< < & A ©oo WOUVULUVNMA Cafi—~wmOTnho
55 nm RRR B888833TB BERSRRRREY
\/ \/ N = =\ V&
O
OH
s-trans conformer o ;4 s-cis conformer
|
| | III |
I | I
L | | 1
| |
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 c (100 ) 90 80 70 60 50 40 30 20 10
1 (ppm
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MaxPeak: 100.00%
Ret Time: 0.869 min DAD1 A, Sig=215,16 Ref=off (D:\D\07_24\L638693R\015-D5F-A8-R3644050.D)
mAU ] 0.869
100
0 80
© \ 60 I I I T
0 0.5 1 15 min
OH 0 DAD1 B, Sig=254,16 Ref=off (D:\D\07_24\L638693R\015-D5F-A8-R3644050.D)
0 mAU E
3f 15 -
10
5-
0 ‘
Exact M ass 285.18 7 MSD1 TIC, MS File (D:\D\07_24\L638693R\015-D5F-A8-R3644050.D) ES-API, Fast Scan, Frag: 100, "POS
# Time Area% 600000 0.877
1 0.869 100.00 400000 7
200000
) I I I ‘
0 0.5 1 15 min
MSD2 TIC, MS File (D:\D\07_24\L638693R\015-D5F-A8-R3644050.D) ES-API, Fast Scan, Frag: 100, "NEG"
400000 - 0.878
300000 5
200000
100000
0 E I — I I T
0 0.5 1 1.5 min
ELS1 A, ELS1A, ELSD Signal (D:\D\07_24\L638693R\015-D5F-A8-R3644050.D)
LSU 3
20 5
1754
15
12.5
103 : : : :
0 0.5 1 15 min
*MSD1 SPC, time=0.872 of D:\D\07_24\L638693R\015-D5F-A8-R3644050.D ES-API, Fast Scan, Frag: 100, "POS"
1860 |2300
50
RT 0.877 1 308.0
0o ‘ | 158.8 187.0 | 231.2 1309.2 3492  396.2 99
: e L : :
100 200 300 400 500 m/7
*MSD2 SPC, time=0.878 of D:\D\07_24\L638693R\015-D5F-A8-R3644050.D ES-API, Fast Scan, Frag: 100, "NEG"
7 284.2
RT 0.878 502
02 1 286.0 | 322.0 592
| | T | T T | | I
100 200 300 400 500 m/2

S41



'HNMR (400 MHz, Chloroform-d) & 4.47 — 4.25 (m, 1H), 2.29 — 1.69 (m, 4H), 1.58 — 1.23 (m, 15H).

15.10

N
o 1400

6.0 55 50 4.

40 35 3.0 25

13.0 125 120 11.5 11.0 105 100 95 90 85 80 75 70
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BCNMR (151 MHz, dmso) 8 174.89, 174.40, 153.77, 152.42, 79.11, 78.68, 61.50, 61.38,
61.12, 60.57, 28.61, 28.44, 27.76, 26.92, 26.65, 26.47, 26.15, 26.05

OH
N
8295 TR LELT HyC °
5553 RERELLLR CH,
NS SN 0
CH
3g HiC 3
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
62 60 58 56 54 52 50 48 46 44 42 40 38 36 34 32 30 28 26
f1 (ppm)

€Y o —Q h ¢ >SN0 Y O

55 234 RR 5553 SESENE R R

N \/ N N e

o) o)
'WOH Fr}_/( OH
s-trans conformer é}éo ;)/)\34 s-cis conformer
| |
| |
I
'u " [ J
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
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MaxPeak: 100.00%
Ret_Time: 1.235 min DAD1 A, Sig=215,16 Ref=off (D:\D\03_151\L148653D\015-D5B-F5-R1412488.D)
mAU 1 1.235
75 .
50
o) 25
07: [ [ [ T
N 0 0.5 1 1.5 min
DAD1 B, Sig=254,16 Ref=off (D:\D\03_15M1\L148653D\015-D5B-F5-R1412488 D)
mAUé
304
) 39 20
104
HO 0+
-10 4 ‘ ‘ ‘ ‘
Mol Wt 243.3 0 0.5 1 1.5 min
Exact Mass 243.17 7 MSD1 TIC, MS File (D:\D\03_15ML148653D\015-D5B-F5-R1412488.D) ES-API, Scan, Frag: 100, "POS
# Time Area% E 1.242
_________________ 80000 |
1 1.235 100.00 60000
40000 -
20000 -]
0 I I I ‘
0 0.5 1 1.5 min
MSD2 TIC, MS File (D\D\03_15ML148653D\015-D5B-F5-R1412488.D) ES-API, Scan, Frag: 100, "NEG"
E 1.243
15000 -
10000 -
5000
07: [ [ — [ T
0 0.5 1 1.5 min
ELS1 A, ELS1A, ELSD Signal (D:\D\03_15M\L148653D\015-D5B-F5-R1412488.D)
LSU 1
10.4
10.2
10
9.8
[ [ [ T
0 0.5 1 1.5 min
*MSD1 SPC, time=0.294 of D:\D\03_151T\L148653D\015-D5B-F5-R1412488.D0 ES-API, Scan, Frag: 100, "POS"
] 144.2
407
RT 0.292 20 - 106.0
0o 1992 ‘ 272 | 1450 1686 24
[ T [ T T T [ T [ [ [ [
100 125 150 175 200 225 m/2
*MSD1 SPC, time=0.845 of D:\D\03_151T\L148653D\015-D5B-F5-R1412488.D0 ES-API, Scan, Frag: 100, "POS"
E 144.2
20
RT 0.846 107  gg2 200.2
0l |- 1068 . 150.0 169.0 | 2012 22
7 ‘ T T ‘ ‘ T T T ‘ T T ‘ ‘ T ‘ T
100 120 140 160 180 200 220 m/7|
*MSD1 SPC, time=1.238 of D:\D\03_15/T\L148653D\015-D5B-F5-R1412488.D0 ES-API, Scan, Frag: 100, "POS"
g 144.2
E 2
RT 1.242 50 9% 1702
1 \99.2 1272 [171,2 266.2 541
ol =T T LT Rkt — ‘ :
100 200 300 400 500 m/2
*MSD1 SPC, time=1.672 of D:\D\03_15/T\L148653D\015-D5B-F5-R1412488.D0 ES-API, Scan, Frag: 100, "POS"
30 4 144.2
20 170.0
RT 1.671 P
0 | 1060 |[1430 | 1890 2250 2832 | 3380 3912 534
M S ek : : Sl it ‘ : :
100 200 300 400 500 m/2
N <invalid> -15- ->
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*MSD2 SPC, time=1.242 of D:\D\03_15MM\L148653D\015-D5B-F5-R1412488.D ES-API, Scan, Frag: 100, "NEG"
2422
50
RT 1.243 25
2442
0 T N — — —
150 200 250 300 350 400 450m/4
N <invalid> -15- ->
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'H NMR (400 MHz, DMSO-dg) 8 9.55 (s, 1H), 4.50 (t, J = 8.2 Hz, 1H), 241 (dtd, J = 13.5, 7.9, 5.8 Hz,
1H), 2.21 — 2.07 (m, 1H), 2.04 — 1.89 (m, 2H), 1.21 — 1.11 (m, 1H), 1.11 — 1.03 (m, 1H), 0.88 — 0.75 (m,
2H).

OH
HN
8a
A L
T I [ T P
S = S 8 S & &
~— i i o - O ~—
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4.8 4.6 44 42 4.0 3.8 3.6 3.4 3.2 3.0 2.8 2.6 2.4 2.2 2.0 1.2 1.0 0.8
f1 (ppm)
_I .MU
e - S oo
— — =
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
12.0 115 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 3.5
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BCNMR (DMSO, 126 MHz) § 170.17, 59.36, 42.54, 30.10, 27.41, 9.28, 9.13.

170.17

_-9.28
- ™-9.13

59.36
42.54

OH

—30.10
—27.41

OH

HN

8a

200

190

180
S47
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DAD1 A, Sig=215,16 Ref=off (D:\DATE\09 21\L288131R-PART1\047-D6B-D4-R1864391.D)

mAU ]
100
50 ﬂ
0 F EWM)‘
0
HN F F : [ [ [ T
o 0.5 1 15 min
DAD1 B, Sig=254,16 Ref=off (D:\DATE\09 21\L.288131R-PART 1\047-D6B-D4-R1864391.D)
HO (0] mAU; &\‘w\,\\\
8a ]
20
0 w/
,u,_,,,uva
S : : ‘
0.5 1 1.5 min
Mol Wt 255.19 MSD1 TIC, MS File (D:\DATE\09 21\L.288131R-PART1\047-D6B-D4-R1864391.D) ES-API, Scan, Frag: 100, "
Exact Mass  141.09 300000 | f\o'm
200000 - / \
100000 - | K I
] e~
0 /J : ‘ : : :
0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\09 21\.288131R-PART1\047-D6B-D4-R1864391.D) ES-API, Scan, Frag: 100, "
30000 -] /
20000 0.205
10000 —
(I , — ; ‘ ‘ I .
0.5 1 15 min|
ADC1 A, ELSD (D:\DATE\09 21\L2887131R-PART 1\047-D6B-D4-R1864391.D)
mV - N
= / \
304 / ‘
|
%1 )\ - —
— ‘ : ‘
0.5 1 1.5 min
*MSD1 SPC, time=0.235 of D:\DATE\09 21\L.288131R-PART1\047-D6B-D4-R1864391.D0 ES-API, Scan, Frag: 100, "POS"
g 142.0
E 96.2
RT 0.234 507
1 972 144.0
04— e \ I I I I
100 200 300 400 500 m/z
"MSD2 SPC, time=0.206 of D:\DATE\09 21\L288131R-PART1\047-D6B-D4-R1864391.D0 ES-API, Scan, Frag: 100, "NEG"
g 113.0
RT 0.205 507
o 892 | 1148 1386 2048 240.6 318.8 346.0 3812 4296 4602 507.6 532
St i B it T &
100 200 300 400 500 m/z
E -12- ->
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'H NMR (400 MHz, DMSO-d) & 13.92 (s, 1H), 10.40 (s, 1H), 8.91 (s, 1H), 427 (t, J = 8.2 Hz, 1H),
2.58 — 2.52 (m, 1H), 2.48 — 2.42 (m, 1H), 2.40 — 2.26 (m, 1H), 2.12 — 1.89 (m, SH), 1.88 — 1.72 (m, 2H).

T

N

e

I [
o o (o] ™~ ™
S N S S o
— o — n —
T T

L e e e e I L L L L R A R
45 44 43 42 4.1 40 39 3.8 3.7 3.6 3.5 3.4 33 3.2 3.1 3.0 29 28 2.7 26 25 24 23 22 21 20 19 18 1.7 1.6

f1 (ppm)

- e v

1)

1.00=<

OH

45 14.0 13,5 13.0 125 12,0 11.5 11.0 10.5 100 95 90 85 80 75 70 65 6.0 55
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C NMR (DMSO, 126 MHz) § 170.48, 65.74, 56.99, 34.10, 30.82, 29.91, 25.96, 13.98. O

OH
HCI
HN
8b

? < D onN - O [e0)

S N o) = ® 50 o)

5 3 ] SR8 )

[ NN
I
ol A o/ L .,MWMWMWWW

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
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DAD1 A, Sig=215,16 Ref=off (D:\DATA\0221\L227867D\019-D7B-B3-R1675867.D)
mAU T T T e
753
50 |
© 25— q
04— Jp
HN OH : e | | | | ‘ ‘
HCl 0.5 1 1.5 min
DAD1 B, Sig=254,16 Ref=off (D:\DATA0221\L227867D\019-D7B-B3-R1675867.D)
mAU A N
8b 20 é /w
10
0
Mol Wt 191.66 404y
— — : : :
Exact Mass 155.11 : 05 1 1.5 min
MSD1 TIC, MS File (D\DATA\0221\227867D\019-D7B-B3-R1675867.D) ES-API, Scan, Frag: 100, "POS"
200000 - 0-315
150000 = | \
100000 - ,
50000 |
0 = - -
T ! I I I T
0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\0221\L227867D\019-D7B-B3-R1675867.D) ES-API, Scan, Frag: 100, "NEG"
] 0.315 A A
4000 - /A\ AV
2000 / W
0 M e ‘ ‘
0.5 1 1.5 min
ADC1 A, ELSD (D:\DATA\0221\L227867D\019-D7B-B3-R1675867.D)
mV 4 N
70 - A
60 - / \
50 5 / \
INE J \
E e
30 T T T T T T [ !
0.5 1 1.5 min
*MSD1 SPC, time=0.311 of D:\DATA\0221\L227867D\019-D7B-B3-R1675867.D ES-API, Scan, Frag: 100, "POS"
g 156.4
RT 0.315 507
] 93. 178.4
0- ] 2 — I I I I ‘
100 200 300 400 500 m/2
*MSD2 SPC, time=0.315 of D:\DATA\0221\[227867D\019-D7B-B3-R1675867.0 ES-API, Scan, Frag: 100, "NEG"
1 [154.2
RT 0.315 507
o 2200 250.0 2900 3242 1382.0 437.4 1 518.2
: : : ‘ ‘ : : : ‘ : : : :
200 300 400 500 m/2
M -9- ->
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"H NMR (500 MHz, DMSO-d;) § 13.92 (s, 1H), 9.98 (s, 1H), 8.66 (s, 1H), 4.37 (s, 1H), 2.40 — 2.29 (m, 0
1H), 2.09 — 1.99 (m, 2H), 1.99 — 1.94 (m, 1H), 1.93 — 1.80 (m, 2H), 1.78 — 1.61 (m, 4H), 1.61 — 1.51 (m,
2H). OH
NH
HCI
8c
T T T T 7 AT
© R S & SK88&%
T T T T T T T T T T T T T T T T
15 14 13 12 11 10 9 8 4 2 1 0

7
f1 (ppm)



BCNMR (126 MHz, DMSO) § 170.4, 74.0, 57.6, 35.4, 35.1, 34.9, 26.7, 23.6, 23.5. 0]

a — N DNO O =N OH
o < N Moo Vox
[ < ~ nwsE ©mm
— ~ n nMmoH NN
SNEOANY NH

HCI
8c

—7T . T ~ I - I - T - I - I - T -1 -1 -1 T - T 1T 1 1 1 ~ 1 ~ 1T ~ 1T ~ 1T ~ T *~ T * T T T 7
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1(
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HCI

DAD1 A, Sig=215,16 Ref=off (D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D)

mAU
100
50
0l
I I I T
0 0.5 1 15 min
HO NH DADL B, Sig=254,16 Ref=off (D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D)
mAU 7
0 3
8c 40
20 =
0
I I I T
0 0.5 1 15 min
MSD1 TIC, MS File (D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D) ES-API, Fast Scan, Frag: 100, "PQ
2000000 ] 0.453
Mol Wt 205.68 1500000
1000000
ExaCt M ass 169. 13 500000 0.583
0 T \ \ —
0 0.5 1 15 min
MSD2 TIC, MS File (D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D) ES-API, Fast Scan, Frag: 100, "NE
1 0.449
20000 |
10000
0 T \ T T
0 0.5 1 15 min
ELS1 A, ELSIA, ELSD Signal (D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D)
LSU ]
11
10
I I I T
0 0.5 1 15 min
*MSD1 SPC, time=0.452 of D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D ES-API, Fast Scan, Frag: 100, "POS"
E 170.0
75
RT 0.453 503
25+
0 = I
I I I I I I
100 200 300 400 500 m/z
*MSD1 SPC, time=0.581 of D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D ES-API, Fast Scan, Frag: 100, "POS"
E 198.2
75
50
RT 0.583 o 199.2
0 T S ‘ T T I \
100 200 300 400 500 m/z
*MSD2 SPC, time=0.446 of D:\DATE\0219\L720699R\018-D5F-B3-R3931414.D ES-API, Fast Scan, Frag: 100, "NEG"
10 168.0
RT 0.449 5
1 560.2
0 : I I I I “ ‘
100 200 300 400 500 m/z
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'H NMR (500 MHz, DMSO-dg) § 9.86 (s, 1H), 8.48 (s, 1H), 4.46 — 4.37 (m, 1H), 2.32 (dtd, J = 13.8,
8.6, 5.2 Hz, 1H), 2.07 (dq, J = 13.1, 8.0 Hz, 1H), 1.92 — 1.59 (m, 8H), 1.53 — 1.4 (m, 1H), 1.37 - 1.25 (m,
2H), 1.24 — 1.14 (m, 1H).

[ I | I
) < N < n (=]
o o [32] o o o
— — [ee] — (o] —
T T T

28 27 26 25 24 23 22 21 20 19 18 17 16 15 14 13 12 11 1.0

f1 (ppm)

[

1.00<

0.55{
0.87-
~ 086

0.9

OH

HN

HCI
8d

/] ///

>0 145 14.0 13,5 13.0 12,5 12.0 11,5 11.0 105 100 95 90 85 80 75 70 65 6.0 55 50 45
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C NMR (DMSO, 101 MHz) § 171.00, 68.53, 57.70, 33.73, 33.62, 33.13, 26.67, 25.02, 22.85, 22.82.

OH

HCI
HN
8d

R g 2 = %

84 2 R 5

I \/

h
1|
|
T T T T T T T T I T ' T
345 340 335 33.0 325 32,0 240 23.5 23.0 22.5 22.0
f1 (ppm) f1 (ppm)
o
S " R RN YL
N 3 5 eRugu R NI
NEOSNVY
| |
|
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 c (100 ) 90 80 70 60 50 40 30 20 10
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HCI
HO

Mol Wt
Exact Mass

RT 0.674

RT 0.675

DAD1 A, Sig=215,16 Ref=off (D:\DATE\0908_\L655960\011-D4F-F2-R3698708.D)
mAU -
4 M
757 I P
50 ”
54 |
0= U
1 I I I '
NH 0 0.5 1 1.5 min
DAD1 B, Sig=254,16 Ref=off (D\DATE\0908_\L655960\011-D4F-F2-R3698708.D)
8d mAU E
10 - /%\
0- _—
G0y
20 V
] ‘ I I I ‘
0 0.5 1 1.5 min
219.71 MSD1 TIC, MS File (D:\DATE\0908_\L655960\011-D4F-F2-R3698708.D) ES-API, Scan, Frag: 100, "POS"
183.15 E (\0-674
600000 | |
4 |
400000 - I
200000 /'
A [ — S —
— e : ‘
0 0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\0908_\L655960\011-D4F-F2-R3698708.D) ES-API, Scan, Frag: 100, "NEG"
20000 ]
s R s
0 ; — ; ‘ ———— ‘ ‘ ;
0 0.5 1 1.5 min
ELS1 A, ELSTA, ELSD Signal (D:\DATE\0908_\L655960\011-D4F-F2-R3698708.D)
LSU 1 1
10.4 \
1 |
10.2] \‘ |
1 |
T~
E————— e —— : ‘
0 0.5 1 15 min
*MSD1 SPC, time=0.677 of DADATE\0908_\L655960\011-D4F-F2-R3698708.D ES-API, Scan, Frag: 100, "POS"
E 184.2
50
1 185.2
0 \ - \‘ \ \ \
100 200 300 400 500 m/2
"MSD2 SPC, time=0.673 of D:\DATE\0908_\L655960\011-D4F-F2-R3698708.D ES-API, Scan, Frag: 100, "NEG"
40 182.0
20
1 135.0 1628 1976 274.8 3426
07 | [ . il N . [ L " L N ' . '
‘ ARSI RN R Fi— - i : : :
100 200 300 400 500 m/2
E -18- ->
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"H NMR (400 MHz, Deuterium Oxide) § 4.27 (dd, J =9.2, 7.2 Hz, 1H), 2.40 (dddd, J = 13.3, 8.9, 7.6,

6.1 Hz, 1H), 2.20 — 1.81 11H).
H) (m, 11H) NH -
HO
HCI
8e
I M
- | |
o
> S =
T T T T T T T T T T T T T T T T T T T T I T I T
4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 2.8 2.6 2.4 2.2 2.0 1.8
f1 (ppm) / y4
Jk A AU/V\A
& S 3
o — ~—
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
13.0 12,5 120 115 11.0 105 100 95 9.0 85 8.0 7.0 f6(.5 )6.0 55 50 45 40 35 30 25 20 1.5 1.0 0.5 0.0
1 (ppm
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BCNMR (126 MHz, D;0) § 172.61, 122.27 (t, 'Jcr = 240 Hz), 67.01, 59.33, 32.46, 29.86 — 29.09 (m),

26.65 Q
NH F
HO
HCI
8e
T T T T
30.0 29.5 29.0 28.5
f1 (ppm)

S_ ?3!?.% b [22) ONMmONTNANNLWL

o~ RN E=] ) ¢] TN vonT Ao

N AR 5 a S

NI/ | | —|=
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]| “
TORPPRINIWON 1 NP —
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
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'F NMR (376 MHz, DM SO-d;) 8 -97.84 (d, J = 235.7 Hz), -100.85 (d, J = 235.7 Hz).

NH
HO

HCI
8e

A (d) B (d)
-97.84 -100.85
s AN AN TN g oA o A A oty
8 a
= =
rr———m "1 "7 717 ~7 7" 7 777" 1T T 717 ~——7" 7T —r 17171 T 717 ~——17r 11 1 "1 "1 "1 ™71 "7 "7 "™ 71T "T™71 "™ 17
-80 -82 -84 -86 -88 -90 -92 -94 -96 -98 -100 -102 -104 -106 -108 -110 -112 -114 -116 -1
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"H NMR (500 MHz, DMSO-d;) § 13.93 (s, 1H), 10.03 (s, 1H), 8.75 (s, 1H), 4.45 (s, 1H), 3.85 — 3.75 (m, OH
2H), 3.39 (q,J = 10.9 Hz, 2H), 2.42 — 2.31 (m, 1H), 2.17 — 2.06 (m, 1H), 2.04 — 1.83 (m, 4H), 1.73 (t,J =
13.8 Hz, 2H).
HN
0 HCI
8f
& 5 o o & o
=] — = S S ®
o~ o ~— — < —
r-——r7rr——+—n——T+—7m——"T—7r—rr—rr—rr T ~TrTrTr r—rr—r—rr 1T T rrTrrTrrTr T TT1T T 1T T 1T T 1T
41 40 39 38 3.7 36 35 34 33 3.2 3.1 3.0 29 28 2.7 26 25 24 23 22 21 20 19 18 1.7 16 15 14
f1 (ppm)
B T T T ™ T S
5 X R & 8 1 23888
= o IS =3 N A -
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
14.5 14.0 13.5 13.0 12.5 12.0 11.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7%5( 7.0) 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0
1 (ppm
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BCNMR (DMSO, 126 MHz) § 170.33, 65.41, 63.68, 63.64, 56.99, 33.53, 33.41, 32.05, 25.94.

65.41

_ _~63.68
~ T-63.64

T T T T
65.5 65.0 64.5
f1 (ppm)

170.33

— —33.53
- —33.41

32.05

345 340 335 33.0 325
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32.0
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—25.94
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MaxPeak: 100.00%
Ret Time: 0.215 min

HCl
HO NH

Mol Wt 221.68 :

Exact Mass
# Time Area%

1 0.215 100.00

185.12 :

20 0.215

DAD1 A, Sig=215,16 Ref=off (D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D)

I
0.5

1
1

\
15 min

DADL1 B, Sig=254,16 Ref=off (D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D)

I
0.5

I
1

\
15 min

3000000 0.253
2000000 —

1000000 —

MSD1 TIC, MS File (D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D) ES-API, Scan, Frag: 100, "POS"

I
0.5

I
1

\
15 min

MSD2 TIC, MS File (D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D) ES-API, Scan, Frag: 100, "NEG"

1000000 |
3 0.253
500000 |
! I I I —
0.5 1 1.5 min
ADCL A, ADC1A, ELSD (D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D)
mvV
15
10
I I I —
0.5 1 15 min
*MSD1 SPC, time=0.254 of D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D ES-API, Scan, Frag: 100, "POS"
186.2
75
RT 0.253 50
25 187.2
0 I T I I I I I
100 200 300 400 500 m/7
*MSD2 SPC, time=0.250 of D:\DATE\07 11\L633906R\013-D5F-B1-R3628082.D0 ES-API, Scan, Frag: 100, "NEG"
184.2
75
RT 0.253 50
25 185.2
0 ]
[ T [ [ [ [ [
100 200 300 400 500 m/7
S63 CH -5- >



'H NMR (400 MHz, DMSO-d) & 13.99 (s, 1H), 10.02 (s, 1H), 8.53 (s, 1H), 445 (t, J = 8.1 Hz, 1H),
2.44—2.30 (m, 1H), 2.12 (dq, J = 13.3, 8.3 Hz, 1H), 1.89 — 1.73 (m, 2H), 1.39 (s, 3H), 1.33 (s, 3H).

o)
OH
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HC o cn, c
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L T
A = & S 8
~— i (o] [e2] (s2]
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BCNMR (DMSO, 126 MHz) § 170.54, 64.80, 57.50, 36.72, 26.28, 24.41, 24.31.

H;C CH;
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HN
HCI

HO

Mol Wt 179.64

Exact Mass 143.1
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'H NMR (400 MHz, Chloroform-d) & 3.88 (t,J = 7.5 Hz, 1H), 3.81 — 3.70 (m, 3H), 2.44 (s, 1H), 2.40 —
2.26 (m, 1H), 2.10— 1.97 (m, 1H), 1.88 — 1.77 (m, 1H), 1.73 — 1.62 (m, 1H), 0.86 — 0.76 (m, 1H), 0.71

0)
O\
0.55 (m, 2H), 0.50 — 0.40 (m, 1H). CH,
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13C NMR (CDClL, 126 MHz) § 174.80, 59.54, 51.60, 42.40, 32.79, 31.11, 13.04, 9.92. o)
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DAD1 A, Sig=215,16 Ref=off (D:\DATE\0913\L65747 1R-PART2\009-D5F-A7-R2399405 D)
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'H NMR (400 MHz, Chloroform-d) & 3.86 — 3.78 (m, 1H), 3.72 (s, 3H), 2.35 (s, 1H), 2.24 — 2.04 (m,

o)
3H), 2.03 — 1.95 (m, 2H), 1.94— 1.79 (m, 3H), 1.76 — 1.57 (m, 2H). O\CH
3
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[ | | | |
2 3 @ 3 &
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C NMR (CDCl;, 126 MHz) § 175.51, 64.02, 58.36, 51.55, 36.35, 36.26, 35.59, 28.43, 13.20.
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Li brary Search Report

Data File : Vial: 15

Acg On Qper at or:

Sanpl e . R1703122 I nst . GO M Ins
M sc : CH3CN Multiplr: 1.00

Sanpl e Anpunt: 0.00
MS Integration Parans: autointl.e
Met hod
Title

TIC: R1703122.D
1000000 N
CH,
900000 HN
800000
700000
9b
600000
500000
400000
300000

200000

100000

OH‘HH‘HH‘\\H‘HH‘\\H‘HH‘H\\"'T'T']\‘HH,HH‘HH‘HH‘HH‘\\H‘HH‘HH‘H\\‘H\\‘HH‘HH‘HH‘HH‘\\H‘\\H‘HH‘HH‘HH‘HH‘HH 1

200 250 3.00 350 4.00 450 500 550 6.00 650 7.00 7.50 8.00 850 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00 15.50 16.00
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Li brary Search Report - Chenstation Integrator

Unknown Spectrum based on Apex

Scan 367 (5.484 min): R1703122.D mz 81.95 100.00%
9000
8000
7000 520 5.40 560 580
nmz 110.05 18. 35%
6000
5000
4000
SRR AR R
5.20 5.40 5.60 5.80
3000 mz 141.00 16.28%
2000
1000
0w””‘\“1“”!”“““!‘““‘w”‘“r“”r“”w‘”‘w“”‘w”‘w”w‘”w”‘w”‘“y”w”w”w””\”‘w”‘w””\”w””rmw”‘w”w”w”‘w”w‘”w‘”w”w”w SRR AR RN
30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 5.20 5.40 5.60 5.80
mz 79.95 11. 61%
Peak Nunber: 1 at 5.48 min Area: 18123240 Area % 99.68
The 3 best hits fromeach library. Ref # CASH# Qua

No hits were retrieved. 5.20 5.40 5.60 5.80
mz 40.95 6.31%

—

5.20 5.40 5.60 5.80
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Li brary Search Report - Chenstation Integrator

Unknown Spectrum based on Apex

Scan 692 (8.805 min): R1703122.D mz 81.85 100.00%
9000
8000 AAVWNVA
7000 8.40 8.60 8.80 9.00 9.20
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2000
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L L B L B L L S L I /\\A\\\/\N\A\
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mz 142.00 35. 38%
Peak Nunber: 2 at 8.81 min Area: 58057 Area % 0. 32
The 3 best hits fromeach library. Ref # CASH# Qua
No hits were retrieved. 8.40 8.60 8.80 9.00 9.20

mz 241.00 32.13%

8.40 8.60 8.80 9.00 9.20
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'H NMR (500 MHz, DMSO-dg) § 9.94 (s, 1H), 8.82 (s, 1H), 4.53 (s, 1H), 3.75 (s, 3H), 2.34 — 2.28 (m,
1H), 2.17 — 2.06 (m, 1H), 1.93 — 1.82 (m, 2H), 1.77 - 1.59 (m, 6H), 1.52 — 1.46 (m, 1H), 1.34— 1.27 (m,

2H), 1.24— 1.16 (m, 1H).
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BCNMR (DMSO, 126 MHz) 6 169.28, 68.11, 56.81, 52.93, 33.08, 32.99, 32.36, 25.76, 24.49, 22.36,
22.25. (0]
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DAD1 A, Sig=215,10 Ref=off (D:\DATE\0908\L655933D\SAMPL007.D)
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40 7 ‘///\/M‘VWMM
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—
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25 121.2 199.2
0 e - ‘ ‘( | ‘ \ \ \
100 200 300 400 500 m/z
S77 CH -SL-




'H NMR (500 MHz, DMSO-ds) 8 10.24 (s, 1H), 9.11 (s, 1H), 4.55 (t,J = 7.3 Hz, 1H), 3.86 — 3.77 (m,
2H), 3.75 (s, 3H), 3.39 (q, J = 12.4, 11.7 Hz, 2H), 2.42 — 2.31 (m, 1H), 2.15 (dq, J = 13.4, 8.1 Hz, 1H),
2.05— 1.85 (m, 4H), 1.79 — 1.69 (m, 2H).
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BCNMR (dmso, 151 MHz) § 169.65, 65.99, 64.19, 64.11, 57.12, 53.43, 33.99, 33.71, 32.29, 26.05.

CH,
NH o
0
HCI
of

\Lg O N ™M A - O n
< aA= 9 9 SR &
9 83T K A PV

\NY oo N

| | I

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
S79 f1 (ppm)



DADI A, Sig=215,16 Ref=off (D:\DATE\0710\L633283R\014-D5F-B8-R3625826.D)
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0 i T T T —
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'H NMR (400 MHz, DMSO-ds) & 10.14 (s, 1H), 8.97 (s, 1H), 4.56 (t, J = 8.8 Hz, 1H), 3.76 (s, 3H), 2.43
~2.30 (m, 1H), 2.16 (dq, J = 13.2, 8.2 Hz, 1H), 1.91 — 1.74 (m, 2H), 1.39 (s, 3H), 1.34 (s, 3H).
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BCNMR (DMSO, 126 MHz) § 169.33, 64.91, 57.12, 52.94, 36.51, 25.82, 24.24, 24.24.
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