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Figure S1: Hydrolysis of 8-NH,-N1-IMP by high concentration of CD38 - HPLC data ~ p2
'H, 3C-NMR and HPLC data p3-56



Figure S1: Hydrolysis of 8-NH,-N1-IMP by high concentration of CD38 - HPLC data
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HPLC traces showing 8-NH>-N1-IMP (11) is turned over by high concentrations of CD38. HPLC
conditions: eluting at 1 mL/min with an isocratic ion-pair buffer: 0.17% (m/v) cetrimide and 45%
(v/v) phosphate buffer (pH 6.4) in MeOH. Time (T) in hours from addition of CD38.



Synthesis of 8-NH,-N1-IMP (11)

JMS 834 T 13-15
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JMS B35 T 9-11
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JMS 853 T 31,33-34
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JMs 856 T 18-20
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)Jata Parameters
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JMS 746 HPLC again
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JMS 746 HPLC again

80 60 40 20 0 20 40 60 -80 ppm
SAMPLE INFORMATION
Sample Name: JMS 746 hple Acquired By: Joanna
Sample Type: Unknown Date Acquired: 25102012 2:59:32 PM
Wial: 2 Acg. Method Set: isocratic new FDA Jo
Injection #: 1 Diate Processed: 09/04/2021 3:09:01 PM
Injection Volume:  10.00 ul Processing Method: 8 NH2 N1_IMP
Run Time: 15.0 Minutes Channel Mame: Whin Ch1
Sample Set Name: JMS 3 deoxy and 746 Proc. Chnl. Descr.:  PDA 2540 nm
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C2m0 400 8.00 2.00 ooo 1200 1400
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Peak Name RT Area | % Area | Height
1| Paaki 1956 | 237655 1.84 | 25525
2 | Peak2 8.039 74802 058 3473
3| B-NH2-NT-IMP | 9.923 | 12615673 | 97.58 | 348912




N1-Ribosyl-inosine analogues (14-17):
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SAMPLE

INFORMATION

Sample Name: JMS 113 solid Acquired By: Christelle
Sample Type: Unknown Date Acquired: 04/10/2011 3:37:32 PM
WVial: 6 Acq. Method Set: RP18LC
Injection #: 1 Date Processed: 05/10/2011 10:12:15 AM
Injection Volume:  10.00 ul Processing Method: JMS 115
Run Time: 20.0 Minutes Channel Name: WvinCh1
Sample Set Name: JMS 545 JMS 137 JMS 115 Proc. Chnl. Descr..  PDA 262.1 nm
3507
300 HO o
| s
2 50+ VA ,
] ’ N
] HO o "N
] s I S>—>Br
2.00H X N
e N
£ ] 14 wOH
1.50+] 0
: “OH
1.00] 0 % HO
] | o~ M2
1 i u;s?
o] IET
] ;Z | & a
0.00 — i — —
oo 200 ‘400 00 800 i000 1200 1400 1600 1800  20.00
Minutes
Peak Name | RT Area % Area | Height
1[JMS 115 4.573 | 39715120 | 96.29 | 3391937
2 | Peak2 5.215 419731 1.02 46549
3 | Peak3 5.796 442067 1.07 65376
4 | Peakd4 65.028 668389 1.62| 108342
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SAMPLE INFORMATION
Sample Name: JMS 137 HPLC Acquired By: Joanna
Sample Type: Unknown Date Acquired: 171072011 3:27:24 PM
Vial: 26 Acq. Method Set: RP18LC
Injection #: 1 Date Processed: 17/10/2011 3:49:45 PM
Injection Volume:  10.00 ul Processing Method: JMS 137 Purified
Run Time: 20.0 Minutes Channel Name: WvinCh
Sample Set Name: JMS 137 HPLC 2 Proc. Chnl. Descr.:  PDA 262.1 nm

1.207
; HO  oH
8 O
1.00+ .
i / »
1 HO ') /Nk | N\>
i ~
o NN
" 15 OH
< D60 0]
- '//
] HO OH
0.4
0.2+
0.00- JA—L — - —
000 200 400 &oo 800 1000 1200 1400 1600 1800
Minutes
Peak Name RT Area % Area | Height
1 JMS 137 Purified | 3.934 | 7025028 | 100.00 [ 1244149

20.00
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JM3 492 PRODUCT
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SAMPLE

INFORMATION

Sample Name:

JMS 510 HPLC

Acquired By:

Christelle

Sample Type: Unknown Date Acquired: 25/10/2011 5:14:47 PM
Wial: 1 Acq. Method Set: RP18LC
Injection #: 1 Date Processed: 28M10/2011 12:20:44 PM
Injection Volume:  10.00 ul Processing Method: JMS 510 HPLC
Run Time: 20.0 Minutes Channel Name: WvinCh
Sample Set Name: JMS 510 HPLC Proc. Chnl. Descr.:  PDA 2621 nm
1.00
T @©
_ 5,3 H
_ ¥
0507 9 OH
4 e
1 d ; 1y N
] ? HO O "N N\
060 i k\ l >—N3
1 = N N
= _
LI 16 “OH
0.40 Q
- “OH
_ 15 HO
L
0.20 <
] T
] %
T o
0.0H—————— A_KSJL— PO
© O Tam "4p0 &0 8OO 1000 ‘12o0 1400 1800 1800 2000
Minutes
Peak Name RT Area | % Area | Height
1| Peak1 4287 | 143472 2.55| 23047
2| JMS 510 HPLC | 4.668 | 5486409 | 97.45 | 979291
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SAMPLE

INFORMATION

Sample Name: JMS 509 Acquired By: Joanna
Sample Type: Unknown Date Acquired: 17/08/2011 3:48:55 PM
Vial: 31 Acq. Method Set: RP18LC
Injection #: 1 Date Processed: 18/08/2011 5:45:27 PM
Injection Volume:  10.00 ul Processing Method: JMS 509
Run Time: 20.0 Minutes Channel Name: WvinCh
Sample Set Name: JMS 509 310 519 533 Proc. Chni. Descr.:  PDA 262.1 nm
250 [+ 3
4 g
T
] T
] g HO
2.0+ '3 OH
: o
i £ /nu--
4 ' N
HO O "N
1.50H \ NH
_ k\ | N>_ 2
s ] N
1 OH
1.00 17 RN
| @ 0]
- o [=] ‘Y
4 o o /
] | a HO OH
0.50H v '
_ & o
_ o <
] /EU,\L o
i a
0.00H St — A —
0.00 2.50 S 4.'00 L s.lnn R 8.00 L IDI.EDI ' '12fnﬂl I '14!04}' ' I16!00I o 13'.00 I20.nn
Minutes
Peak Name | RT Area % Area | Height
1 | Peaki 3.999 428563 233 77203
2| JMS 509 4.420 [ 16065701 | 95.02 [ 2513493
3 | Peak3 5.920 413227 244 80736
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Total synthesis of N9-(4-hydroxvbutyl)-/NV1-Inosine analogues (18-21)

JMs 523 T 10-12

~

e

CE S

AcO OAc

/M
AcO

PR S

N
N
N i
)
35
‘[ |
\ OTBDPS ‘
| ( /(
[ I ‘ f (
| |
F J || | } ‘ ” |' |‘
J JI /( JI ) J J )J JI
lML [ W W U S ST
| T T T T T T T T T T T T T T T T 1
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
| II ) | ] )L
s 8 ok [8 g
- (=] ™| | o™ L=z
JMS 523 T 10- 12M‘ o
Vo
‘J J - l 1: L nl JJ J
260 1£|!O 1¢|50 1&-0 1‘20 160 BIO SID 4|0 2|0 tIJ ppm

Current Data
NAME Au
EXENO

PROCNO 1

on Parameters
2011

- Acquisiti

INSTRUM
PROBHD 5
PULPROG

D

SOLVENT

mm PABBO BB-

1.00000000 sec

CHANNEL f1 =

9,74611950 W
400.0424704 MHz

Procas

Parameters

Current Data
Augd

8-2011

INSTRUM
PROBHD 5
PULPROG
TO

SOLVENT

AVIT
mm PABBC BB-

1400

CPDPRG[Z
NUC2
PCPD2

.12269637
.0416002

W
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JMS 529 (2) T 36-38

53 " MBS 40 MDO M

- " DO e - 04D S M-

r. I Ammmaconaor

- & P e 0 M

™~ AT} o o T wpon
|

—8.1705
¥

|

8 L) w0 N
] o < =S
- o ~ o3| eN
JMS529 (2) T36-3
-, =43 L - w
5 g Eme i =
= o lsinn : =
: i Heok 2 z
2 e 5
8 ¢ eedd . ?
= e el = o
5 8 o=zEs & 5

| I .

15

ol

T T T T T T T T T T T T T T
85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15

{ |
’—/er%ﬁi‘-
] b A B [
edled| el ed|led

—44.01

ppm

T T T T T T T T T
170 160 150 140 130 120 110 100 90

T
80

T
70

T
60

T
50

T
40

T
30

T
20

ppm

urrent Data Parameters
[AME 5

et 2011-JM512570
EXFRO 10
PROCNO 1

F2 - Rcguisition P
Date_ 201
Tima
TNSTRUM AVI

400

PROBED 5 mm PABRO BB-
BULPROC

z

3.9845889 sec

161

60.800

17.24
298.0 K

D1 1.00000000 sec

PLIW 5.74611950 W
SFO 400.0424704 MHz
BE - arameters
SI [ [

SF 400.0399837 MHz
WDW EM

55! o

LB 0.20 Hz
GB o

BC 1.00

irrent Data Parameters

NAME JM5529-2 T36-38
EXFPNO 1o
FROCND 1
F2 - Acquisition Parameters
Date_ 20110929
Time 12.43
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG

PLIW 859.92730713 W
SFO1 125,7703643 MHz

CPDPRG[2Z
NUC2
PCPD2

parameters
32768
7577890 MHz
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f [ {r

|
|_’| J‘ ]'

1 H

L

|
1

BN

~
OH
— — —
I S T R ﬁJkA
T T T T T T
85 80 7.5 7.0 65 6.0

ERE o

JM5 545 HPLC

o e
o4 = -0 -5
= o0 o -
- fryotn P
. o
- | g _;
in e 5 e

83.9378

Vs wana "

T T T T T T T T T
55 50 45 40 35 30 25 20 15 1

2 | /

—efa||=|Se = (=
Qieaeee e 2=
P ) B ) P e P led o

— 44,0206

.0

ppm

T T T T T T T T T
170 160 150 140 130 120 110 100 90

T
80

70

T T T T T
60 50

Ppm

rrent Data Parameters
Oct24-2011-JM5545HPLC

10

i

FZ — Acguisition Parameters
Date 201 24

Time 159.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT D20
NS 1600
Ds 2z
SWH 10330.578 H
FIDRES 0.157632

PLIW 19.35150909 W
SFO1 500.1330885 MHz
F2 - Processing parameters
81 32768
sF 500.1300345 MHz
WDW EM

S5B i

LB 0.30 Hz
CB o

C 1.00
Current Data Parameters
NAME Oct24-2011-JM5545HPLC
EXPNO 11
PROCNC 1

F2Z - Acqulsition Parameters
Date_
Tima
INSTRUM
PROBHD 5
PULPROG

D
OLVENT

0.03000000 sec
1

13C
9.50 usec
-0.51 dB
98.92730713 W
125.7703643 MHz

== CHANNEL fL

768

&
SF 125.7577890 MHz
WOW EM

S5B o

LB 1.00 Hz
GB o

PC 1.40

23



SAMPLE

INFORMATION

Sample Name:
Sample Type:

Vial:

Injection #

Injection Volume:

Run Time:

Sample Set Name:

JMS 545 HPLC
Unknown

3

1

10.00 ul

20.0 Minutes

JMS 510 533 545 HPLC

Acquired By:
Date Acquired:
Acq. Method Set:
Date Processed:

Processing Method:

Channel Name:
Proc. Chnl. Descr.:

Christelle

25/10/2011 4:4544 PM
RP18LC

28/10/2011 12:25:15 PM
JMS 545 HPLC

WvinCh

PDA 262.1 nm

AU

! HO
] b OH
1.40 b 0
] - /u---- .
] o~ N
1.2 i HO N | \>
1 I k\
_ 4 N N
100 b3
L 19
0,60 T
L OH
0.40—:
D.2D—:
D_DD—: 4—5 ~ =
0.00 200 400 €00 8o 1000 1200 ‘t400 1600 1800 2000
Minutes
Peak Name RT Area | % Area | Height
1|JMS D45 HPLC | 4 610 | 8540932 | 100.00 | 1541483
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JgMs 522 T 8-10

919
2 a2
2 &
@ I
FZ - Acguisition Parameters
‘ ‘ \L‘““ Date_ 2 201108089
7.03
A O INSTRUM AVIIT400
C OA PROBHD 5 mm FABEQ BE-
C PULPROG 2g30
D & 6
O | SOLVENT CDC13
NS 16

|
[ |‘ | 2 Broces

T T T T T T T T T T T T T T T
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
- | f
g g OB g
o = i ol i -

JMs 422 T B-10

pli
@

(W
(=] -
IR
o [N

'y

v e HAME
EXPNO
PROCNO 1

=
=

5833
2817

+181

2,913

23,
TT—pL.9719

F2 - Acquisition Parameters
611

—154.6801

—148.677
2.

—126.1158

=1

Time
INSTRUM
PROBHD 5
PULPROCG

i

SOLVENT

N5

-2.00 dB
58.91986084 W
100.6001970 MHz

CHANNEL f£2
waltzlh

CPOPRG[2
NUC2
PCED2Z

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 pPpm
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JMS 532 T 7-9

HO

/M -, (

HO
18
§ [
|
0 (]

(/]
J ;JJJ);.

A | A

T T T T T T
50 45 40 35 30 25

T
2.0

1.5 1.0 ppm
e 5
=1 B P M P ol e
JMs 532 T 7-9
T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 pPpm

Current Data
HAME Augl2-2011-JMS1

EXFNO 10
PROCK 1
F2 - Acgquisition Parameters
Date_ 20110812
Tima 16.55
INSTRUM AVIIT400
PROBHD 5 mm FABBO BE-

PULPROG
D

1H
1 13.00 usec
PLI o dE
PLIW 9
SFO1 400. E'4447u1 MH:
F2 - Processing parameters
81 65536
5F 400.0359837 MHz
WDW EM
58B a
LB 0.20
GE 0
PC 1.00

Current Data Param
NAME Augl2-
E
PROCNC 1

1‘3

24

1 400

PRO! EHJ 5 mm PAPFu EE*
PULPROG zgpg3

TD 65536

SOLVENT MeOD

NS 2048

F 0 2 MHz
WOW M
S5B 0
LB 1.00 Hz
=8 o
BC 1.40
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SAMPLE

INFORMATION

Sample Name: JMS 532
Sample Type: Unknown
Vial: 34
Injection #: 1

Injection Volume:  10.00 ul

Acquired By
Date Acquired:
Acq. Method Set:
Date Processed:

Processing Method:

Joanna

18/08/2011 1:33:24 PM
RP18LC

18/08/2011 5:00:47 PM
JMS 532

Run Time: 20.0 Minutes Channel Name: WvinChi
Sample Set Name: JMS 509 510 519 532 533 Proc. Chnl. Descr.:  PDA 2621 nm
0.8
: HQ  on
0.8
] e O
0.704 /
3 HO O ”N N\
0.80H k\ | —Br
] N N
% 0.5
=3 E 18
0.40
0.3
] OH
0.2+
0.1
] |
0.0+ —— ! & o —
000 200 400 ebo 800 1000 1200 ‘1400 1600 1800 2000
Minutes
Peak Name | RT Area | % Area | Height
11JMS 532 6.044 | 5950121 | 100.00 | 917702
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2]
5
-~
o
o
-
e
w
|

e
s

B.0BB1

N

e OV e O P D e
- = o m

Gt

e

A ul\“ﬁ‘vwmv

QY

OTBDPS |

/ J

I S

3

1.5065
1.491

\ T \ T T
85 80 75 7.0 65

-

©

JMs 496 A 13 14

e m
@ & n w
o =@ " WO
@ = ooy =B un W
= o wm o
n T Moy
— e e

|
=) -

§ ] g 3|
= e
o =]

5840

127

\ T T T
60 55 50 45
| |

.‘\l
B o
s ™
= =

. [
- 2
~ ~
- @

30 25 20

| —

6.046
2914
2.054

3.011

19,1147

T T T T T T T T T
170 160 150 140 130 120 110 100 90

nt Data Parameters

Aug03-2011-JM511846
10
PROCNO 3
FZ - Acqui
Date_

5 mm FAE:L_: BBE-
zg30
65536
CDC13
16
z
B223.685 Hz
125483 Hz
3.98458858 sac
101
60.800 usec
17.24 usec
2898.0 K
1.00000000 sec
1

CHANNEL f

usec
dB

1 W
iUD 0424"04 MHz

FZ - Processing parameters

51 65536

SF 400.0399837 MHz
WDW EM

558 a

LB 0.20 Hz
GB o

PC i.00

Current Data Parameters

HAME Aug0d3-2011-JM511846
EXPNO 11
PROCNOC 1

FZ - Acquisition Parameters
Data_ 20110803
Time

INSTRUM
PROBHD
PULPROG
TD
SOLVENT

58.919860B4 W
100.6001970 MHz

CHANNEL f2

CPDERGI2 wa

HUC2

PCPD2

PLZ2

PL12

PLi3

PL2N 9.746

PLL2W 0.25753233 W
PLLI3W 0.12269637 W
Fo2 00.0416002 MHz
FZ — Processing parameters
5T 65536

13 100.5901380 MHz
WOW EM
8SB o

LB 1.00 Hz
GB o

PC 1.40
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JMS 524 T 7

533

—8.10588

OAc

//IH'"
AcO

40

J
. J
T T T T T T T T T
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
8 2 3 lel 2 alis [s
= - o (el |ed S||ei ci‘
JMS 524 T 7 7
W/ |

T T T T T T T
170 160 150 140 130 120 110

T T
100 90

T
80

T
70

T
60

ppm

Current Data Paral

NAME Augla-2011-,
EXPNO

PROCNO 1
F2 - Acquisition Parameters
Date_ 201108089
Time 7.46
INSTRUM AVIII40O0
PROBHD 5 mm PABEQ BB-
PULPROG

T

SOLVENT

FIDRES

AD 3 gng:spn
RG 161
oW 60.800 u
DE 17.24
TE 298.0
D1 1.000 oo
TDO 1
CHANNEL fl ==
1H
3.00 usec
0 de
9.74 50 W
400.0424704 MHz
F2 — Processing par eters
S1 36
SF 400. 03 98"? MHz
WDW
558
LB ()
GB
PC

urrent Data Parameters
Aug08-2011-JM511

Date 201

Time

TNSTRUM AVIITA00
PROBHD 5 mm PABBG BB-
PULPROCG zgpg3d

wa

.12
400.0416002 MHz

F2 - Processing parameters
65536

29



6,2712
6.2634

[ |
H
J f'| J JJ J| J

Current Data
NAME

EXPNO
PROCNC

PROBHD

PULPROG

O

SOLVENT MeOD

Processing p

400.

A JLLU 0.

—M L
I T T T T T T T T T T T T T T T 1
B85 B0 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
: B sl :
- - el e || ol
JMS 533 T 6-8

157

—B6.

PULPRCG
D
SOLVENT

o ks

T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70

60

50

40

30

30



SAMPLE

INFORMATION

Sample Name: JMS 533 HPLC Acquired By: Christelle
Sample Type: Unknown Date Acquired: 25/10/2011 4:24:43 PM
Vial: 2 Acqg. Method Set: RP18LC
Injection #: 1 Date Processed: 28/10/2011 12:23:30 PM
Injection Volume:  10.00 ul Processing Method: JMS 333 HPLC
Run Time: 20.0 Minutes Channel Name: WvinCh1
Sample Set Name: JMS 510 533 545 HPLC Proc. Chnl. Descr:  PDA 2621 nm
1.20H
1.00H HO OH
: Q
0.50 o / o N
. | S Ho IN \
l | D—Ns
] 3 N
2 0807 i N
] 20
0.40H 9
1 o
- OH
0.20H
_ ] |
0.00H = S =
z_lun S 4.00 S 5.4'31}' I a.gm o 'm!m}l '12|.uu' I I'MI.DUI I '15!00' ' I18|_[5[.’|I I IZ[H}D
Minutes
Peak Name RT Area |% Area| Height
1| Peakt 5870 | 424215 5.84 83250
2| JM3 533 HPLC | 6.015 | 6835625 | 94.16 | 1157681
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ta Parameters
JM5507 T30
10

1

e - > a ~ y : 5 3 5 & : s —oa ¥ y

e 13 Q‘: 1 | F2 - Acquisition Parameters

/ \ x%n MV VAW Date 20110802
Time 19.47

1135
.DBEB
86

91
l 8040

2 1449

1.

INSTRUM spect
PROBHD 5 mm PREBC BB-
PULPROG zg30
pu 65536
SOLVENT COoC13
16
e
/ : :
A O "/, | 10330.578
(1] 7632
c | 3.1719425 =ec
256
48.400 usec
13,94 ec
297.9 K
37 ‘ 1.00000000 sec
r 1
[
| [ /
| Processing parameters
| I 5 32768
| .1300132 MHz
( ‘ EM
] | | :\.33 Hz
[_ J J r ‘ J g
-0o
J J = _ [
I I I I I I I I I I I I I I I I I 1
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
J " I
g 3 ['_k W‘ﬂr jwr jwr 3 [mg jwrc’ Fﬂ g
Q 9= 9 % it T= f |9 N |9 bt
-— <O i - ~ L] | leni @ N Lo »
JMS507 T30 urrent Data Parameters
oo g iza = o - B o i 5 " NAME JMS507 T30
L3 o gt z = = EXPNO 11
=t W T o - » PROCNO 1
= g -~ 3 4 g =
T F2 - Acquisition Parameters
\ | | ‘ | ‘ | Date_ 20110803
Time 4.50
INSTRUM spect
PROBHD 5 mm PABEQ BB—
S5FO1 125.7703643 Mz
CHANNEL f2
CPDPRG[2
Nocz
PCPDZ2
35150903 W
30248262
g parameters
51 32768
SF 25.7577905 MHz
WDOW EM
S5EB 0
J [ ‘ J J J LB 1.00 Hz
Ll Lo g ce 0
- o PC 1.40

e ] R e R R e e i e P s i LSRR Y i S P SRR i I
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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JMS 514 T 10-18

o

AcO

e

AcO 07 N

41

2,

A .

L)

,Jutmm

|

85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
A W8 WM [
g &3 § = | =& =S
- (3] o|o o ™~ o ;N o N
JM3 514 T 10-18
| | |
T T T T T T T T T T T I T T T I 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

F2 — Acquisition Parameters
Date,

PROBHD 5 mm
PULPROG

usec

£l

L74611950 W
.0424704 MHz

Processing parameters

400.

EM

B

cooao

=1

INSTRUM
PROEBHD 5 mm
PULPRCG

SOLVENT

F2 - Processing pa

SF 100.5
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arameters

JMS 518 T 10-11
~2011-JM511948
10

1

w0
o
J

—38.6303

H®  on

s

HO O ™ N
\) ¢
e |
N |
21 [
|
u
[ [ OH l‘ |
|
J ) J ) o7 e

L . _) \ ) l L. A_J.'L_A__Al

85 80 75 7.0 65 60 55 50 45 40 35 3.0 25 20 15 1.0 Ppm
| 4 [
g sigelgs g

o
<
-

1.03

ol ed| e[|l oif el

g5 ‘518.T 1.0-11% Current Dat
@ . NAME Au

EXP =

PROCHN

1265

1g3

3702
53596

o 1

0.7
6

eters

F2 - Acquis
Date_
Time
INSTRUM
PROBHD
PULPROC
i)
SOLVENT

——143.7853
— 86,2437

—91,
—30.

o

CHANNEL f2 =
wal

T T T T T T \ \ T \ T T T T T T T 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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SAMPLE

INFORMATION

Sample Name: JMS 519 Acquired By Joanna
Sample Type: Unknown Date Acquired: 18/08/2011 1:12:30 PM
Vial: 33 Acqg. Method Set: RP18LC
Injection #: 1 Date Processed: 18/08/2011 4:35:57 PM
Injection Volume:  10.00 ul Processing Method: JMS 519
Run Time: 20.0 Minutes Channel Name: WvinCh
Sample Set Name: JMS 509 510 519 532 533 Proc. Chnl. Descr..  PDA 2621 nm
0.70
06
3 HO  oH
E 3 HO/ O "'«,I/N N
] \)
0.4+ k\ | >—NH,
] N N
qj: 4
0.20-
] OH
0101
0.00- — — - —
poo 200 400 o0 BO0 4000 4200 1400 1600 1800 2000
Minutes
Peak Name [ RT Area % Area | Height
1(JMS 519 4.538 | 4357041 | 100.00 | 656981
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Total synthesis of N9-(4-hydroxvbutyl)-N1-IMP analogues (22-25)

JMS 728 HPLC

HO

(s

Q
HO-P=0
OH
22

OH

o}
o N
e

OH

€.0588
0841

~—6

=

.1115

o J
- J J. . _)“\__Ju' T U U AN
I I I I I I I I I I I I I I I
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 pPpm
| i T ¢
| Jm Lc"fa ) )N = .)ln. ):n
& |58 s 8 & 3| s &
e lSl==lsd=] || |@ IR
JMS 728 H,:'T:C G ;
L [ |
I I I I I I I I I I I I I I I I 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

rameters
2012-JM8728
i0

1

FZ - Acquisition Parameters
Cate_ 20120814
Time 22.58
INSTRUM
PROEHD 5
PULPROG

spect
BB-

mm PABBO

o
SOLVENT

CHANNEL f1

2768

32
500.1300222 MHz
EM
o
0.30 Hz
a
1.00

Current Data Parameters

NAME Augl4-2012-JM5728
E 11
PROC 1
F2 — RAcquigition Parameters
Date 15
Time 323
INSTRUM spect
PROBHD 5 mm PABRBO BB-
PULPROG zgpg30
TD 65536
SOLVENT

o

2

4

o

9

52 W

6 W

5 MHz
F2 - Processing parameters
5I 32768
SF 125.7577890 MHz
WoW EM
558 o
LB 1.00 Hz
CB o
BC 1.40
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JMs 728 HPLC

Current Data
A

Parameters
ugl4-2012-JM5728
13

J\
T T T T T T T T T
80 60 40 20 0 20 40 60 80  ppm
SAMPLE INFORMATION

Sample Name: JMS 728 B4 Acquired By: Joanna
Sample Type: Unknown Date Acquired: 02/08/2012 2:03:42 PM
Vial: 4 Acq. Method Set: isocratic new PDA Jo
Injection #: 1 Date Processed: 11/09/2012 10:40:43 AM
Injection Volume:  10.00 ul Processing Method: JMS 728
Run Time: 12.0 Minutes Channel Name: Wvin Ch1
Sample Set Name: JMS 728 HPLC B Proc. Chnl. Descr.:  PDA 254.0 nm

220
z_n[rf
1.30—5
1607

1.40H

0.4

22

OH

NS T728-897>

AR

[-]

1.00

2.00

400

2.00 5.00

T T T | T T T T |
6.00 7.00
Minutes

Peak Name RT Area

% Area | Height

JMS 728 5972 | 54319768

100.00 | 2372340

B.00 9.00

10.00

11.00

12.00
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JMSs 729 HPLC Current Data Param

NAME
:9 = el ] : 4 QUi EXENO
o 2 e | ] RE] -k 1y PROCHO 1
e ! it DA ,.. o b F2 — Acquisition Parameters
] v WAV WP gt
Time 16.3
INSTRUM spect
PROBHD 5 mm PABBO BB-
HO PULPROG zg30
OH ( ™ 65536
SOLVENT Dzo
. o NS 64
/n . s 4
o O '/N N SWH 10330.578
T | \> H FIDRES 0.157632
HO-P=0 k\ AQ 3.1719425
| N~ N RG 50.8
OH oW 48.400 usec
DE usec
TE K
23 D1 1 sec
I DO
F2 - Processing parameters
81 32768
SF 500.1300262 MH=z
WOW EM
SB 0
L 0.30 Hz
GB 0
BC 1.00
r r
J ] J I
11 1 ) ,LL S W W A
T T T T T T T T T T T T T T T T T 1
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
I | ' ' \
=} |0 @ o= | o) o [o4 | [ed] w0}
2 @ @ ale|a@ @ (6o o (9|
— = a ~||cl|lo bl I — |||~
! | i
JMS 729 HPLC Current Data Parameters
= o . S OEE uE O % B NAME Augl4-2012-JM5729
5 2 x o 8y = oo b & EXPNO 11
e o o s s A T @ PROCNO 1
0 - 0 L T B o0 :
- et - o e - @ "
T o ki F2 - Acquisition Parameters
r ‘ v | Date_ 20120814
Time 1
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
e) 65536
SOLVENT Dzo
PLIW 53.92730713 W
SFO 125.7703643 MHz
CHANNEL f2
waltzlb
19.35150909 W
0.30249262 W
0.14952536 W
500.13220005 MH=z
F2 - Processing parameters
I 8T 32768
8F 125.7577890 MHzZ
WowW EM
55B o
J l J ] LB 1.00 He
. ). ! ol R c2 0
PC 1.40
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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JM5 729 H

o
I

rrent Data Param
E Augl4-2012

T T T T
80 60 40 20 0 -20 -40 -60 -80  ppm

SAMPLE INFORMATION
Sample Name: JMS 729 D5 Acquired By: Joanna
Sample Type: Unknown Date Acquired: 01/08/2012 6:46:31 PM
Vial: 54 Acq. Method Set: ispcrafic new PDA Jo
Injection #: 1 Date Processed: 11/09/2012 10:41:43 AM
Injection Volume:  10.00 ul Processing Method: JMS 729
Run Time: 8.0 Minutes Channel Name: Wvin Ch1
Sample Set Name: JMS 729 HPLC D Proc. Chnl. Descr.:.  PDA 254.0 nm
070 g
060+ HO oH E
S o :
0.50H o N
] ° N)i d—H
i owopo K 7
D_4D_: OH | |
= 1 23 |
= ] |
0.307] |
] OH | |
0.20] || ||
: |
010 [
] |
0.00 — A
T TR T PRI S TR I T DT e

Peak Name | RT Area | % Area | Height
JMS 729 5.228 | 9565167 | 100.00 | 706064

-




JMS 742 HPLC

8.5873
,188%
6.1846

&

_<

HO OH

/IH' 0
4% ""NJ\/EN
= [ >N
HO-P=0 Sy N>_ 3

OH
24

OH

Jr
, JH ke _J‘L W)AJLJ@; -

1.4635
1,4503

1,434

1.4156

1

N\

L4085
o

T T T T T T T T T T
85 80 75 70 65 60 55 50 45 40

T T T
30 25 20 15

1.0 ppm
J ) /
g 3 28853 |2 2 5 58
\a ; o] [~ o - |~ E
JMS 742 HPLC .
|\l Y NC T T |
T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

Current Data Parameters

NAME Octl0-2012-JM5742HPLC
EXPNO 10

0 1
F2 - Acquisition Parameters
Date 20121010
Time 17.17
INSTRUM spect

PROBHD 5 mm PABBO BBE-

PULPROG
TD
SOLVENT
NS
Ds
SWH Hz
FIDRES Hz
AQ sec
RG
oW usec
DE usec
TE K
D1 sec
TDO

CHANNEL f1
NUCL 18
P1 30 usec
PL1 -0.12 dB
PL1W 19.35150909 W
SFOL 500.1330885 MHz
F2 - Processing parameters
51 32768
SF 500.1300000 MHz
WDW EM
558 a
LB 0.30 Hz
GB o
PC 1.00

Current Data Parameters
NAME

Oct10-

EXPNQ
PROCHNO

F2 - Acquisition Pa
1

2012-JMST42HPLC
12
1

rameters

Date_ 20

Time

INSTRUM

PROBHD 5 mm PABB

PULPROG zgpg30

I 65536
SOLVENT D20

NS 5000

LS 4

SWH 29761.904
FIDRES 0.454131 Hz
e} 1.1010048 sec
RG 2050

CW 16.800 usec
CE 8.43 usec
TE 298.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1

CHANNEL f1

= CHANNEL f2
waltzlé
1H
usec
de
de
dB
19.35150909 W
0.30249262 W
0.14952536 W
500.1320005 MH=z
F2 - Processing parameters
S5I 32768
SF 125.75778%30 MHz
WOwW EM
SE5B o
L] 1.00 Hz
CB o
PC 1.40
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JMS 742 HPLC

80 60 40 20 0 -20 -40 -60 80 ppm

SAMPLE INFORMATION
Sample Name: JMS 742 C4 Acquired By: Joanna
Sample Type: Unknown Date Acquired: 091072012 7:32:55 PM
Vial: 28 Acqg. Method Set: isocratic new FDA Jo
Injection #: 1 Date Processed: 09/04/2021 3:04:01 PM
Injection Volume:  10.00 ul Processing Method: & N3 _bubd IMP
Run Time: 15.0 Minutes

Sample Sat Name: JMS742C

Channel Name: Whin Ch1
Proc. Chnl. Descr: PDA254.0 nm

.20 i
] HO
0.18] OH
L (T 9 .
.18 g 0 iy N
] HO-P=0 :i >N E-|
0.14] OH N~ N §|I
012 24 |'§|
] |-E'|
F 010 E'|
] OH 15 |
0.05] £
T |u'> |
] 7—:' \
10.06 oy |
e
0.0+ Rl
] / |
0.0 / Ilk
ooe] = e ; —
© 7 Tape U7 g0 ¢ 7 a0 " a0 oo 1200 1400
Minutes
Peak Name RT Area | % Area | Height
1 | B-N3-NS-hydroxybutyl-N1-IMP | 10.099 | 7699465 | 100.00 | 205493
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JMS 741 HPLC

Current Data Parameters

HAME Oct08-2012-JMST41HPLC
- w FeeemoDnme BNO ]
g ng SETTiencs et g
- e G aa oo ; =
i e it RN F2 - Acquisition Parameters
\/ \‘M\%W% NWM#//‘ Date_ 20121008
L Time 12.11
HO THSTROM spect
OH PROBHD S mm PABBOD BE—
PULPEDG 2930
le) ™ 65536
o SOLVENT D20
. =
d o NN 1s
‘o | \>—NH2 WH 10330.578 H
HO-P=0 k\ N FIDRES 0.157632 H
éH N a0 3.1718425
RG 71.8
oW 48.400 usec
25 DE 13.94 usec
E 298.0 K
D1 1. 00000000 sec
Do 1
OH ———==== CHANNEL f1 ====—==
NUC1 11
P1 10.30 usec
PL1 .12 aB
PLIW 19.35150909 W
sFOL 500.1330885 MHz

F2 - Processing parameters

SI 32768

SF 500.1300305 MHz

WDW EM

SSB ]

LB 0.30 Hz
( [ 0

| | FC 1.00

' .
. I A B T

85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

1 3 \
3 g Selsgay 583
- |- L B R R B A ~| |eif |3
JMs 741 HPLC Current Data Parameters
g = " - - [ g - o = NAME Qct08-2012-JMS7T41HPLC
] o I = S S T = & @ @ @ 12
Mmoo o @ nm e T mwd P =4 Il
@ T . o me N - D@mo & n " @ 1
T ¥ a o mm A uﬂ] e w4 - 5
gl i R 5 ik i o = F2 — Acquisition Parameters
| YIS/ T R R -
Time 6.55
INSTRUM spect
PROBHD 5 mm PREBO BB-
PULPROC zgpg30
™ 65536
SOLVENT Dzo
NS 5000
Ls 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 2050
oW 16.800 usec
DE 8.43 usec
TE 298.0 K
D1 2.00000000 sec
D11 ©.03000000 sec
TDO 1
1 0.51 dB
PLIW 99.92730713 W
SFO1 125.7703643 MHz
CHANNEL £2
waltzl6
21.00 dB
19.35150909 W
©.30249262 W
0.14952536 W
500.1320005 MHz
F2 — Processing parameters
ST 32768
SF 125.7577890 MHz
WowW EM
SSB o
I i LB 1.00 Hz
.| { i = 0
BC 1.40
I I I I I I I I I I I I I 1
170 160 150 140 130 120 110 100 90 80 70 60 ppm
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JMS 741 HPLC

40 60 -80 ppm

SAMPLE INFORMATION
Sample Name: JMS 743 E4 Acquired By: Joanna
Sample Type: Unknown Date Acquired: 05/10/2012 10:41:28 AM
Vial: 39 Acq. Method Set: isocratic new PDA Jo
Injection #: 1 Date Processed: 05/10/2012 12:33:23 PM
Injection Volume:  10.00 ul Processing Method:  8NH2 N3buty! IMP
Run Time: 10.0 Minutes Channel Name: Wuin Ch

Sample Set Name: JMS 743 E

Proc. Chnl. Descr.: PDA 254.0 nm

AU

035 HO  on ﬁ
] o
o] gL :
HO-P=0 N N>_ NH; _
] OH N
0.25 Z
] 25 2
L]
] |2|
0.201 |
] OH |Z
] =z
: |
0.15]
1 [
] ||
010 I
] I
] o
4 |
0.05 ] \
] / I|I
0.0 — - .S =
T T T I T T T T I T T T T | T T T | T T T T I T T T T I T T T T | T T T T | T T T T |
1.00 200 300 4.00 5.00 6.00 7.00 5.00 .00
Minutes
Peak Name RT Area % Area | Height
1| 8-NH2-N9-butyl-IMP | 5.435 | 7152416 | 100.00 | 3628396
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Total synthesis of L-N1-IMP analogues (26-27)

JMs 837 T 18-20

o

e e

S N — \|/ |

AcO ¢
OAc f

N
~

; ]
AcO 0 N)j: N\>—Br

52

OTBDMS

|
[ _l'f
J’ . {h )
[, ] Ll A I Jt

\ F2 - Acguisition Pa

Current Data Param
HAME Jun27-2013
EXFNO 10

Date_
Time
INSTRUM
PROBHD 5 mm PABBO
PULPROG
e
SOLVENT
NS

DS

SWH
FIDRES

parameters

65536
0399837 MHz
EM
o
0.20 Hz
o
1.00

| | | |

o o @l o =+ 0
2 Lare L3 <o o e P
- (=1f=1 —|ed i =] @
-
JMS 837 T

- o in

w5 ©in -

Ao = &

S g 2

; e -

oo & :

[ e i

oo o E

l/ ] |

! I |

i J[

T T T T T T T T T T T
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

- " ot "

1 T 1 T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Parameters
Jun27-2013-JM529010
11

1

F2 — Acquisition Parameters
Date

AVIII4OD

5> mm FABBO BB-

PULPROG zgpg30
TD 65536
SOLVENT CDC13
256

4
24038.461 H

CHANNEL f2

18.00
-26963711

di

2 W
27153867 W
W

M

12269637
400.0416002

F2 - Processing
51

100.
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JMs841 T18-20

—8.0327

OTBDMS

I

3145
044

3.3
3.258

—1.5897
3555

—1

|

JM5841 T18-20
w o

- N
|
w o
0w
noow
-

||

2487

—14

26, 6106

—

518

—124.

FL o=

o (=22

ol -

.

E -

g %

2

= g
g

——838,1054

4

845

67.4

62,8874

1

L |
ol n
-
bl ed =]

s

P

o

25.519%

2.3
=

25.24448
0507

—14.

=5,1753

T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70

T T T
60 50 40

T T
30 20

T
10

ppm

Current Data Parameters

NAME JMS5841 T18-20
EXPNQ i0
PROCHNO 1
FZ — Acquisition Parameters
Cate 20130704
Time 15.52
INSTRUM spect
PROEHD 5 mm PABBC EB-
PULPROG zg30
I 65536
SOLVENT Cl 3

16

. 35150909 W
-1330885 MHz

parameters

Current Data

Parametars
NAME JMSB41 T18-20
EXPNO 12
PROCKO 1

F2 - Acquisition Parameters
Date_ 0

Tima
INSTRUM
FROBHD 5
PULPROG

. 00000000
- 03000000

om

CHANNEL f1 =

5.35150909
0.30249262
0.14952536 W
500.1320005 MHz

— Processing parameters
32768
125.7577895 MHz
W EM
B 2
1.00 Hz
0

o E e
030t O e

1.40
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JMS 843 T 22-25 Current Data Parameters

NAME Jul09-2013-JMS 843
ok a0 EXPNO 10
e =g PROCNO 1
- co

F2 - Acquisition Parameters
Dat (

7
=

PROBHD
PULPROG
D
SOLVENT
NS

Ds

3.17159425 sec
50.5
48.400 usec
N 14.00 usec
258.2 K
55 1.00000000 sec
OTBDMS 1
' ~ CHANNEL f1
usec
de
19.351 S w
500.1330865 MHz
[ F2 - Proces g parameters
o
sr
WoW
S8B
( LE
CGHB
/_ | BC
- f

T T
7 6 5 4 3 2 1 ppm

Ll 218
o| = | im (] % 1) M’) !'N
Q12 L I Lt Hhee] 04 I o
~| |ai ol ||| edjr-fed| o &
| | = |
JM3 843 T 22-25 Current Data Parameters
m ona 23 & ™ nee now oo @M-o o - Jul09-2013-JM5 843
M @ =1 @ ™ i O 04 = - o) =+ r- oo o -« 50 12
- A o = B R R oo NRET @@ & "
< @ 6 o nEmanEnNoarne e Ehoeas ~ PROCNO 1
how o oo = - s B Rt et paar g Ao “
A e b2 = P R R . T B i e
| | L1} ] F2 — Acquisition Parameters
‘ | \/ | \\\%\&I W // N JIV | Date 2013070
! t f I Time 13.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
3 PULPROG zgpg30
: 65536
i cDC13
Il i
T T T T T T T T
80 60 a0 20 0 -20 -0 -60 80  ppm
PL13 21.00 dB
PLZW 19,.35150909 W
PLIZW 30243262 W
F2 - Processing parameters
SI 32768
SF 125.7577932 MHz
WOW EM
S5SB o
LB 1.00 Hz
| | - e cB o
PC a0

T T 1 T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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—— 8. 4887

/

[
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_—JL_H_LAA_ NS —

T T [
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2
|=

JMS 845 HPLC
or

31a

———157
156,377

L5369

— 14z

8.[

——123.8356

85 80 75 7.0 65 6.0 55 50 45 4.0 35

4439

—— B8, 3689

<t

75,0040

€9.383

3.0 25

©
3
L

2.0

15

1.0
;

o™
o~

ppm

B, 1680

rrent Data Parameters
JMS 845 HPLC
10

1

Date_ 18
Time 15.38
INSTRUM spec

PROBHD 5 mm PABBO BB-
PULPROG zg30
jine] 65536
SOLVENT D20

F2 - Processing parameters
ar

sF

WOW LM
S5B o

LE 0.30 Hz
GB o

PC 1.08

rameters
845 HI

Current Data

c
19
1

on Parameters
20130719

5.36

INSTRUM spect
PROEBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
Dzo

SOLVENT

16.800
B.45
293.2
00000000

0. 03000000

CHANNEL f1

usec
usec
1 4

sec
sec

-0.51 dB
92730713 W
. 7703643 MHz

T T T T T T T T T
170 160 150 140 130 120 110 100 90

ppm

CHANNEL f2
waltzlé

32768
.75778%0
EM

o
1.00
o
1.40

parameters

MHz
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JMS

845 HPLC

2.8244

== CHANNEL £l

80 60 40 20 0 -20 -40 -60 80  ppm

SAMPLE INFORMATION
Sample Name: JMS 845 Batch 1 from UV Acquired By: Joanna
Sample Type: Unknown Date Acquired: 26/09/2013 3:32:14 PM
Vial: 56 Acq. Method Set: isocratic new PDA Jo
Injection #: 1 Date Processed: 27/09/2013 3:44:26 PM
Injection Volume:  10.00 ul Processing Method: & BrL N1 IMP
Run Time: 30.0 Minutes Channel Name: Wvin Ch
Sample Set Name: JMS 845 Batch 1 Proc. Chnl. Descr.: PDA 254.0 nim

Al

0.10
- HO  oH
1
0.08 N
] o O °N I >
7 k\ Br
0=P-OH N 4
] OH 26 N} -
0.06
M
1 oy
[ia ¥l
@ |
1 G ‘
0.0 bl
| 28 | |
§$ [
Q.% )]I \
D.DD__ o e s — s i & Fatay _kT —— =
000 200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
Minutes
Peak Name RT Area | % Area| Height
1| Peak1 10.856 | 32649 1.41| 2001
2 | Peak2 11439 | 84320 364| 4337
3| 8-BrL-N1-IMP | 12.830 | 2197357 | 94.95| 100598

30.00
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JMS 847 HPLC

Jf
[‘ J JlrJJrJIr

- ,J LAJUL&.__W_JL

L

T T T T T
30 25 20 15 1.0

ppm
| ! |
g 8‘ g SEIEE 4 ‘8
= - - o= ||~ ~ o
JMSB847 conc

ek | J.L i Z l A W PR " L kﬁ'“
T T T T T T T T T T T T T T T T T 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

srrent Data Parameters
HAME JMS 847 EPLC
10

1

FZ - Acguisition Parameters

Date_ 20130716
Time 15.41
INSTRUM spect
PROBHD 5 mm PABBQ BE-
PULPROG zg30
TD E5536
20

10330
0.157632
3.1715425
48.400
298.2
2.00000000

= CHANNEL f1
1H
10.00 us
1z dB
19.35150909 W
500.1330885 MHz

F2 - Proces g parameters
S5I 32768

SF 500.1300000 MHZ
WoW EM

58B 0

1B 0.30 Hz
GB 0

BC 1.00

Current Data Parameters
NAME JMS847 conc
EXPNO 11
PROCNC 1

F2 - Acquisition Parameters
20 725

Date_ 20

Time

INSTRUM
PROBHD
PULPROG

CHANNEL fl1 ==
13C
9.40 ¢

W
PLIZW . 30249262 W
PLI3W . 14952536 W
SF02 00.1320005 MHz
F2 - Processing parameters
5I 32768
F 125.7577890 MH=z
WDW EM
S5EB o
LB 3.00 Hz
=B a
PC 1.40
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JMS 847 HPLC

=== CHANNEL f1

80 60 40 20 0 -20 -40 -60 -80

SAMPLE INFORMATION

Sample Name: JMS 847 uv Acquired By: Joanna
Sample Type: Unknown Date Acquired: 24/07/2013 3:10:17 PM
Vial: 2 Acq. Method Set: isocratic new PDA Jo
Injection #: 1 Date Processed: 27/09/2013 3:48:56 PM
Injection Volume:  10.00 ul Processing Method: L N1 IMP
Run Time: 15.0 Minutes Channel Name: Wvin Ch1
Sample Set Name: JMS 847 and 845 uv Proc. Chnl. Descr.:.  PDA 254.0 nm
WREy
! "9 oH '
0.167 -0
] N 1=CI1|
0.14] Q (@] N | \> %II
{ O=R-OH __ k\N N -\
012
] OH H F '.
010 | ||
5 |
< oo | |
] |
0.06+ o | |I
_ 3 L
0.04 i || |
] % / \
0.024 ] f
] x / \
0.00+H gty x S
" 200 a4 e so0 w0 1200

Peak Name | RT Area | % Area | Height
1 | Peaki 1.942 | 129676 200| 11947
2| L-NT-IMP | 8.385 | 6365515 | 98.00 | 172494




Total synthesis of pyrophosphate bioisostere analogues (28-29)

| Y
SRR,
PULPROC
O™
0
/In- " N
0 O N\
O:/S/:O k\Nl N>_—C|
H,N 56
? kOTBDMS |
| "
T
jr H | J‘[ ‘I‘r .‘| J |
_¢L_ o - zue ‘._J.JJI_J\_I_A Jlt J. ] DI, SN

-]
~
o ]
P
e
w
[
i
o]
-]
-
3

=) o (10wl o r:.nk r.mek © ©
S ®|S|r| &= a Si~|= ~ &
- S|ei|=|g|+ o odfci||ed S ©

123.0134
.4970

—114

CHANNEL f1

Processing 1

100.

T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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JMS879 HPLC

—_—h

™
W oo
TTE T T T Lt

'\\“w%

T T T T
85 80 75 7.0
k.gr

S5

JMS879 HPLC
o

——156.1962
0

T
6.5

¥ ]

- - [ o
o = =l -
b & © -

46,6323

T T T T T T T T T
60 55 50 45 40 35 30 25 20 1

.5

1.0

ppm

8.1826

T T T T
170 160 150 140

T T T T T
130 120 110 100 90 80 70

60

50

40

Paramet
JMS879

Current Data

F2 - Acquisition P meters
Date_ 201

Time

INSTRUM

PROBHD 5 mm PABBO
PULPROG

T0

SOLVENT

NS

W
MHz
F2 - Processing ameters
51 68
SF 50 MHz
WOW EM
SSE o
B 30
o
1.00

Parame
JMS879

rent Data
HAME

EXPNO

PROCNC

F2 — Acquis
Date

Time

INSTROM spect

w

mm PABBO BB-
zgpg30
65536

SOLVENT

a0
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SAMPLE INFORMATION
Sample Name: JMS 879 BY Acquired By: Joanna
Sample Type: Unknown Date Acquired: 2711/2013 323518 AM
Vial: 94 Acq. Method Set: RP18LC
Injection #: 1 Date Processed: 18/12/2013 11:48:24 AM
Injection Volume:  10.00 ul Processing Method: 8C1_N1_IMS in MeCN_H20
Run Time: 20.0 Minutes Channel Name: WvinChi
Sample Set Name: JMS 879 HPLC B Proc. Chnl. Descr.:  PDA 262 1 nm

0.25-
1 HQ  on
| s
0.20H e
] O/ 0~""N N
] 0=8=0 Ny
— o 28 NN
0.15 H,N H
2 ] ‘
{ -
D107 |
] | =
L
] | r~
D.DS—_ | ‘ o
4 | %
] | L
1 |
0.0H————A— e
000 200  4bo 800 800 1000 1200 1400 1600 1800
Minutes
Peak Name | RT Area | % Area | Height
1(8-CHN1IMS | 2.158 | 3256505 | 95.31 | 257699
2 | Peak2 17277 | 160233 4. 69 85449
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JMS 899 T 10-11
©

v

OTBDMS

—1.5736
—1.3488

— 0.

[ -
\
[ |
. Y
| [ | l
J Wil ) J
L i;lx 11 A Jl QR NN
[ T T T T T T T T
8 7 6 5 4 3 2 1 ppm
|
=- & {::uau:: w o= J'_ :AB!
=1 Sl=10E=11=] - ~|a o =]
=a =i =] == @ @@ |S ©
JMS899 T10-11
8 & m & 8 o wem amen m T e
n o - o r- — ™ oM @ ey on o @
R 8= 2 8a A= 8 2
& - & = 0 o = L a
|
. 1 | ||

T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70

T T
60 50

T
40 30

T
20

ppm

INSTRUM AVIII400
PROBHD 5 mm PABBO BB-
PULPROG g

wme e
w oo
oo
a0

o
1]

26963711 W
.0424704 MHz

F2 =

51

SF

WOW EM
858 o
LB 0.20 H
CB a
BC 1.00

Time

INSTRUM
PROBHD 5 mm
PULPROG

spect

TD
SOLVENT

oW

tard g |

modg gzl

MHzZ

F2 - Processing parameters
5T 32768

S5F 125. MHz
WOW M

55B
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JMs 908 D20

L1781

—38

L.

Current Data
NAME

PROCHN

spect
5 mm PABBO BB-

T T T T T
70 65 6.0 55 50

JMs 908 DzZo

24

oo o ™
@ @ -] 1
b S = =
0o ~ G
n N - o

b - -

& i %
|- ~— (=114}

T T T T T T T
45 40 35 30 25 20 15 1.0

ppm

Current Da

F2 - Acquisi
Date
Time
IHSTRUM D
PROBHD 5 mm PABEC E!
PULFROG

T
T

i
r
E
=
=
B

fi

Lo g

F2 - Processing

81

8F

WOW EM

SEB 0
1.00 Hz

o

1.40

T T T T T T T T T
170 160 150 140 130 120 110 100 90

T
80

T
70

T
60
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0.30+

0.25-]
| HO OH
_ b Q
0.20- /M ", N
] /o @] N)JE: \>
] 0=S=0 29 k\ N
2 0157 I N N
L AR H2N
0.10]
| o ©
2o
i Ll e
0.05 -]
] ﬁ 2
] 3
] g
0_00—_—&5&—
" 200 400 600 800 1000 1200 1400 1800 1800 2000 2200 2400 2600 2800
Minutes
Peak Name | RT Area | % Area | Height
1| Peak1 1.912 73083 3.25| 10284
2 | N1-IMS 24342148227 | 95.41|301144
3| Peak3 2.976 30303 1.35 4335

30.00
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