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Compound 2 in DMSO-d6 1H spectrum - 300 MHz
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Compound 2 in DMSO-d6 13C spectrum - 75 MHz
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Compound 3 in Acetone-d6 1H spectrum - 300 MHz
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Compound 3 in Acetone-d6 13C spectrum - 75 MHz
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compound 3 accurate mass ES-
08-Oct-2014
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Compound 4 in DMSO-d6 1H spedrum - 300 MHz
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Compound 4 in DMSO-d6 13C spectrum - 75 MHz
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compound 4 accurate mass ES-
31-Oct-2014
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Compound 5 in DMSO-d6 1H spedrum - 300 MHz
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Compound 5 in DMSO-d6 13C spectrum - 75 MHz
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compound 5 accuraie mass

ES-
31-Oct-2014
100+ 2060008 [M-HJ-

NO,

20!
H COOH

d(o

132.0831

115.0303
1620313

2070235 255 2308
2272012 269.2485 4.35.0307
0Lk I.IlI |||'!'|I'I'I| ||=||Ill|.1|.‘.l | |I'I'|| |||'|| ||"|'I||'|“|l| I‘Illl.l.llrl '|J'L'| R S —— ! R
100 126 1 17 200 225 250

e L e T T T B o S T S S 11 114
o75 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700

12



Compound 6 in DMSO-d6 1H spedrum - 300 MHz
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Compound 6 in DMSO-d6 13C spectrum - 75 MHz
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compound 6 accurate mass ES+
30-Jan-2015
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Compound 7 in DMSO-d6 1H spedrum - 300 MHz
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Compound 7 in DMSO-d6 13C spectrum - 75 MHz
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compound 7 accurate mass ES+
13-Nov-2014
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Compound 8 in DMSO-d6 1H spedrum - 300 MHz
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Compound 8 in DMSO-d6 13C spectrum - 75 MHz
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Compound 9 in DMSO-d6 1H spedrum - 300 MHz
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Compound 9 in DMSO-d6 13C spectrum - 75 MHz
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compound 9
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Compound 10 in DMSO-d6 1H spectrum - 300 MHz
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Compound 10 in DMSO-d6 13C spectrum - 75 MHz
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compound 10 accurate mass ES-
19-Dec-2014
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Compound 11 in DMSO-d6 1H spectrum - 300 MHz
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Compound 11 in DMSO-d6 13C spectrum - 75 MHz
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Compound 12 in DMSO-d6 1H spectrum - 300 MHz
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Compound 12 in DMSO-d6 13C spectrum - 75 MHz
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compound 12 accurate mass ES+
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Compound 13 in DMSO-d6 1H spectrum - 300 MHz
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Compound 13 in DMSO-d6 13C spectrum - 75 MHz
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Compound 14 in DMS0O-d6 1H spectrum - 300 MHz
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Compound 14 in DMSO-d6 13C spectrum - 75 MHz
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Compound 15 in DMS0O-d6 1H spectrum - 300 MHz
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Compound 15 in DMSO-d6 13C spectrum - 75 MHz
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Compound 16 in CDCI3 1H spectrum - 300 MHz
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Compound 16 in CDCI3 13C spectrum - 75 MHz
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Compound 17 in DMSO-d6 1H spectrum - 300 MHz
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Compound 17 in DMSO-d6 13C spectrum - 75 MHz
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compound 17
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Compound 18 in DMSO-d6 1H spectrum - 300 MHz
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Compound 18 in DMSO-d6 13C spectrum - 75 MHz
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compound 18 accurate mass ES+
07-Mar-2016
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Compound 19 in DMSO-d6 1H spectrum - 300 MHz
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Compound 19 in DMSO-d6 13C spectrum - 75 MHz
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compound 19

1004

d{o

2590816

177.0049

2090816 2450771

308.1422

3011416
2921471

260.0828

310.1416

3091375

41,0824

35710581

accurate mass

o8
W
N OTBDMS

ACOXO_I

AcQ OAc

429.2391

NO,

I3 3930053 4132681 4581802

478.3220

479.3248

5662168 [M+H][*

596.2758

588.1976

6041703

6051745

6061725

ES+
08-Mar-2016

160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680 700

50



[==] [f=] () [==] [f=] ) [= =] [f=1 ™~
F 8 5 & 84 B &8 8§ & oo 8 38 &8 5 9 8 o o+ N oo o
1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 | 1 1 1 1
i

N .-I.r—.)__

o o % Hl .
zrn ~ - y Pi:g
E1'D

. —

2 0| p Q .
£t J_ == 606G
P w

W

=

=)

o

T

]
15°E M —
ESE =
PGS E =
S5 E
I5E T
85°E = o
i E
i E O, wfﬁ
wwm f m e —vﬁ_m.ﬁ
S0 o —

=

s - T — o
a0 =g e M ~ Wﬁ:
0 rJ Y e = T
5T b F/. [M _ M\_H__“_.H
Ré% = !
6 |
1€k m
i b we
G N _

. [ — o || o Hrhf
505 - = _ | e
s Sun | Wi 't
b G _:J =0 _ ﬁxvqﬂ
s - =m
75 G _ rJ Zin _ MVE_.H
[ L 7 q

. M

. =)

o _J o . HI )
mﬁ_.auv ] — o't
EGd Do
FEL rJ = oo wmm.a
[ et 2

o ha o |25 —_—
g w

w —

. wa |
s88— o = — #6'0

Compound 20 in DMSO-d6 1H spectrum - 300 MHz

1.0 0.5 0.0 -0.5

1.5

3.0 2.5 2.0

3.5

8.3 8.0 75 20 6.5 6.0 5.5

9.0

51



Compound 20 in DMSO-d6 13C spectrum - 75 MHz
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compound 20 accurate mass ES+
17-Mar-2016
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Compound 21 in DMSO-d6 1H spectrum - 300 MHz
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Compound 21 in DMSO-d6 13C spectrum - 75 MHz
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compound 21
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Compound 22 in CDCI3 1H spectrum - 300 MHz
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Compound 22 in CDCI3 13C spectrum - 75 MHz
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Compound 23 in DMSO-d6 1H spectrum - 300 MHz
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Compound 23 in DMSO-d6 13C spectrum - 75 MHz
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Compound 24 in DMSO-d6 1H spectrum - 300 MHz
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compound 24
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Compound 25 in DMSO-d6 1H spectrum - 300 MHz
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Compound 25 in DMSO-d6 13C spectrum - 75 MHz 3000
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compound 25

accurate mass ES+
22-Mar-2016
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Compound 26 in DMSO-d6 1H spectrum - 300 MHz
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Compound 26 in DMSO-d6 13C spectrum - 75 MHz
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compound 26

accurate mass
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Compound 27 in DMSO-d6 1H spectrum - 300 MHz
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Compound 27 in DMSO-d6 13C spectrum - 75 MHz
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compound 27 accurate mass ES+
05-Apr-2016
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Compound 28 in CDCI3 1H spectrum - 300 MHz
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Compound 28 in CDCI3 13C spectrum - 75 MHz

1600

1500

1400

1300

1200
1100

1000

900

800

-700

600

300

400

300

200

--200

ELGE—
SkdE—

cres—

ENTL—
Th'ed—

1Z1e—
5558
T9'98—"

Ph'EE—

SR —

£EDET
0E"BET
50° 52T J,./.r
ET"BZT

B1° 821
g gEr ="

25 EET—
PR OET
el —

L5 FPT—
B 9bT —

140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
73

150



compound 28 accurate mass ES+
12-Apr-2016
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Compound 29 in DMSO-d6 1H spectrum - 300 MHz
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Compound 29 inDMSO-d6 13C spedrum - 75 MHz
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Compound 30a inDMSO-d6 13C spectrum - 75 MHz
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Compound 30b in DMSO-d6 1H spectrum - 300 MHz
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Compound 30c inDMSO-d6 13C spectrum - 75 MHz
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Compound 30e in DMSO-d6 1H spectrum - 300 MHz
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Compound 30e inDMSO-d6 13C spectrum - 75 MHz
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Compound 31ain MeOD 13C spectrum - 75 MHz

2400
2300
2200
2100
2000
1900
1800
1700
F1600
1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300
200

100

r-100

5 R 5 =28 = mREE m o o
o Iz ™ om =1 =+ — m w /Mot e s w = = o e
£ I F &R § ZZ8 Z gogs 2 g P EE
I I Y [ BN | ST | [/ |
N CHj
4
H 000 ¢
N .S N
Boc \)kN 0 0
H NH;
X
|
1
|
1
] 1
¥ T T T T T M T ¥ T ¥ T v T v T T T ' T T ¥ T T T T T
180 170 160 150 140 130 120 110 100 00 80 70 30 20 10

f1 (ppm)

96



compound 31a accurate mass

ES-
053.0507 27-Jun-2016

1004

%

5541924 [M-H]

555, 1906
254.0036

||os5.0485
1556,1941

LA L LA L L e L L e L B L B B L B L L L R L L L s e L L s e a1 4

1050 1100

97



Compound 31b in DMSO-d6 1H spectrum - 300 MHz
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compound 31b
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Compound 31cin DMSO-d6 13C spectrum - 75 MHz
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compound 31c¢ accurate mass ES-
19-May-2016
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Compound 31d in DMSO-d6 1H spectrum - 300 MHz
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Compound 31d in DMSO-d6 13C spectrum - 75 MHz
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compound 31d accurate mass ES-
19-May-2016
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Compound 31ein DMSO-d6 1H spectrum - 300 MHz
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Compound 31ein DMSO-d6 13C spedrum - 75 MHz
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compound 31e accurate mass ES+
25-Apr-2016
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Compound 31f in DMSO-d6 1H spectrum - 300 MHz
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Compound 31f in DMSO-d6 13C spectrum - 75 MHz
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compound 31f accurate mass ES-
13-Apr-2016
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Compound 32a in Deuterium Oxide 1H spectrum - 300 MHz
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Compound 32a in Deuterium Oxide 13C spectrum - 75 MHz
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Compound 32b in Deuterium Oxide 13C spectrum - 75 MHz
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Compound 32cin Deuterium Oxide 1H spectrum - 300 MHz

= 7] = T3] = 'z = [Te] = 5] = 73] = 5] = [Te]
[==] M [ =] [Y=] [Ts] V5] -+ = m m o~ ™~ — — ]
1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
T M
O
Nﬁ\N
(@]
o
I
O
e |
BOE O M
BEE !
08 E |
- z @] ]
18E ~ T |
S8 E T |
SBE Tm |
e Ewm £
BE L m
FE
8 b |
8 b o
6T b E o
b w
EE'b
SE'F
9 b
IEb
FiAts
g b |
05k
15k
b
551
55k
¥ g f S
5009 292 —vﬁ_ﬁ:
o mv gt m—
Fig:
—
" = L
59'9 2w _ .
59'9 f o o \ Mlg v
fn ]
N =
k| HIJ — 9 L Mv o't
86 av. e
—
w _
g— 560
'8 f g

0.0

0.5

1.0

15

2.0

2.5

3.0

3.5

4.0

4.5

5.0

3.5

6.0

6.5

7.0

7.5

8.0

8.5

118

f1 (ppm)



Compound 32cin Deuterium Oxide 13 C spectrum - 75 MHz
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Compound 32d in Deuterium Oxide 1H spectrum - 300 MHz
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Compound 32d in Deuterium Oxide 13C spectrum - 75 MHz
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Compound 32d
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Compound 32e in Deuterium Oxide 1H spectrum - 300 MHz
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Compound 322 in Deuterium Oxide 13C spectrum - 75 MHz
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compound 32e accurate mass ES-
04-May-2016
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Compound 32f in Deuterium Oxide 13C spectrum - 75 MHz
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compound 32f
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