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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz
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31p NMR
202 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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3C NMR

126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz

H
N J—
;‘:;':d-nr [ r.luu;.:;::t O \\\O BZO
£ ! 3 /o /OBi\)
. HO ©._.0 P

'E'_ = RAoquisir hll_‘ f_ill_i'::'.ut:l
- Rt _PS o O
THETETR T BnO (e}

PR BED: 3 == PRAERD L
Rl I

ax
L ET
oL i~
1z
s z / 22
THE 1030, 1%
FIORLS B.1271% Hz
Ang 3. AB0EN0E aeo L
G L] o
W 19,21 prss rd
(= L0a00 waso ’
TE anz.e E f
£l 10600000 aes e )
T L ) |

smmm CHAHNEL f1

PLIN 23, 85575003 W [
arsl FENTET R | |
Fl - Processlng pararstars Ii- I
a1 3zT4P / [ L
aF 9%, FAO010% HHE ! ~
HOH ] - -~
Eie ] [ ' |
™ .5 HE — |
o8 ] !
re 1,00
-
I T T 1 T T T T T
8.5 8.0 8.5 8.0 T.5 7.0 8.5 6.0
L S (S S -




3C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR

126 MHz
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'H NMR
500 MHz

NH, o

\
) %NHZ

WO—
Current Data Parameters
NAME jmmgbe12114
EXPNO 10 O OH
PROCNO 1 \

F2 - Acquisition Parameters

ZT

Date 20131205

ime 13.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 65536
SOLVENT D20

NS 32 2
DS 2

SWH 10330.578 Hz
FIDRES 0.157632 Hz
2O 3.1719425 sec
RG 128

DW 48.400 usec
DE 6.50 usec
TE 303.0 K
D1 1. 00000000 sec
TDO

======== CHANNEL fl ========
SFO1 500.0530880 MHz
NUCL 1H

Pl 11.20 usec
PLW1 18.35600090 W
F2 - Processing parameters
SI 32768

SF 500.0499563 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

i L

T T T T T T T T T T T w w w w T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 3.0 2.5 2.0 15 1.0 0.5 0.0 ppm

B
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3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC
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ata File D:\DATA\2@13\DEC842013\20131284A 2013-12-04 89-54-44\IMGBE12114PREP.D

ample Name: jmgbel2ildprep

memnmmnn

Acq. Operator
Injection Date
Acq. Method

Last changed
Analysis Method

Last changed
Method Info

Additional Info :

: SYSTEM
Acq. Instrument :
1 12/4/2013 10:39:21 AM

LoMs

Seq. Line :
¢ vial 73

Inj :
Inj Volume :

Location

5

1
1.00@ pl

: D:\DATA\DEC842013\201312084A 2013-12-84 09-54-44\P1 T9 AW BM FA 5-58M GSH1 .

9-20.M

: 12/4/2013 9:54:44 AM by SYSTEM
: D:\DATA\2013\DEC842013\20131284A 2013-12-84 89-54-44\P1 T9 AW BM FA 5-58M

GSH1 .9-20.M (Sequence Method)

: 12/4/20613 9:54:44 AM by SYSTEM
: Position 1; Poroshell 128 EC-C18 3x58mm 2.7um; A:Water+8.1FA, B:MeOH; T@-

Smin S5-50%B; T5-6 min S@XB; Flow 6.5 mi/min; m/z 109-10e8

Peak(s) manually integrated

DAD1 B, Sig=254 4 Ref=380,100 (D'DATAZ013\DECI4201320131204A 2013-12-04 D2-34448UMGBE12114PREP.D)
mAU] =
3
&
1804
170
1804
1504
1404
1304
120 [
AL el
"7 7
1 2 3 4 5 6 T
P ———
Area Percent Report
Sorted By 3 Signal
Multiplier 1.0000
Dilution 1.0008

Do not use Multiplier & Dilution Factor with ISTDs

signal 1: DAD1 B, Sig=254,4 Ref=36@,100

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

e e i [ i s mimm i Prmiaremmncad P |
1 2.e1188  ©.6234 109.22298 73.32470 100.0000

Totals : 109.2229@ 73.3247@
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'H NMR
500 MHz
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13C NMR

126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz

Current Data Parameters

NAME
EXPNO
PROCNO

img293
20
1

F2 - Acquisition Parameters

Date

ime
INSTRUM
PROBHD
PULPROG
D
SOLVENT

20131207
20.10
spect

5 mm PABBO BB-

1

3.

1.

CHANNE

23.

499.

2930
65536
D20
32

2
0302.198 Hz
0.157199 Hz
1806805 sec

203
48.533 usec
10.00 usec
303.0 K
00000000 sec
1

L fl ========
1

10.80 usec

-3.00 dB
55579948 W
8430867 MHz

F2 - Processing parameters
ST 32768

SF
WDW
SSB
LB
GB
PC

499.

8399561 MHz

0.30 Hz

1.00

|

W, DN

(@]
e o
Bocy JJ

L

/ o, OH
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6.0 55

T T T T

4.5 4.0 35
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N
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3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC

NH,

(-&/)\NHz ) / N )\NHZ
ﬁ“"‘ S, ﬁo\ b

ZT

Bpata File D:\DATA\2013\DEC242012\20131284A 2813-12-84 89-54-44\IMG293PREP.D
ISample Name: jmg293prep

rmmmamnee emmmen B LT LT T T T T re—————
Acq. Operator  : SYSTEM Seq. Line : 4
Acq. Instrument : LCMS Location : vial 72
Injection Date : 12/4/2013 10:28:45 AM Inj : 1
Inj Volume : 1.800 ul
Acq. Method
9-20.M
Last changed : 12/4/2013 9:54:44 AM by SYSTEM
Analysis Method : D:\DATA\2013\DEC9420813\28131284A 2013-12-084 09-54-44\P1 T9 AW BM FA 5-50M
G5H1 .9-28.M (Sequence Method)
: 5/9/2016 4:45:38 PM by SYSTEM
(modified after loading)
: Position 1; Poroshell 1208 EC-C18 3x50mm 2.7um; A:Water+®.1FA, B:MeOH; Te-
Smin 5-56%B; T5-6 min S@%B; Flow 0.5 mL/min; m/z 1ee-1eee

Last changed

Method Info

Additional Info : Peak(s) manually 1ntegrated
DADTE, o0

: D:\DATA\DEC@42013\20131284A 2013-12-84 09-54-44\P1 T9 AW BM FA 5-56M GSH1 .

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mAU] %
e e loemeeeees Jommmnneees [-=nnnnns |

1 2.715 BB ©.8222 32.70576  23.58244 100.0000

1204
1254
120
1154 il
S . SR S _L"_'
T T T T T 1 T T
1 2 3 4 5 8 7 8
Area Percent Report
Sorted By ] Signal
Multiplier H 1.0008
Dilution 3 1.0000
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'H NMR
500 MHz

Current Data Parameters

NAME mg294
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date 20131210

ime 17.48

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2930

TD 65536

SOLVENT D20

NS 32

DS 2

SWH 10330.578 Hz

FIDRES 0.157632 Hz
3.1719425 sec

RG 128

DW 48.400 usec

DE 6.50 usec

TE 303.0 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

SFO1 500.0530880 MHz

NUC1 1H

Pl 11.20 usec

PLW1 18.35600090 W

F2 - Processing parameters

SI 32768

SF 500.0499566 MHz

WDW

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

A

7/

I

_ A A

NH,

N NH \ / N
QN ! N/)\NHZ =

25

N NH
QN\ N/)\NHZ

o— N o—
o o o’y Q" HQ
b4 ﬁ Q o\}jw N ,OH/\)
HO™ "o ", P 0.0 oo
0" OH HO™ o

T T T T

6.5 6.0 55 5.0 4.5 4.0 3.5 3

T T T T T
.0 25

ppm

61



3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC

ata File D:\DATA\2013\DEC112813\20131211D 2013-12-11 15-57-40\082-0301.D IData File D:\DATA\2013\DEC112€13\26131211D 2013-12-11 15-57-40\082-8361.D
Sample Name: jmg294 Sample Name: jmg294
Peak RetTime Type Width Area Height Area
Acq. Operator  : SYSTEM Seq. Line : 3 8 [min] [min] [mAU*s] [mAU] %
Acq. Instrument : LCMS Location : vial 82 | | | | | | |
Injection Date : 12/11/2013 4:15:48 PM mes ] AR R N e R S LT RN TS
Inj Volume : 1.000 yl 5 2.515 vB 8.8726 6.35399 1.22386 0.1749
Acg. Method : D:\DATA\DEC112013\20131211D 2013-12-11 15-57-40\P1 T9 AW BM FA 5-100M GSH1 6 2.649 BB ©.8320 87.24861 42.48875  2.4009
3.25.M 7 4.309 BB e.e7ee  12.23151 2.54762 8.3366
Last changed : 12/11/2013 3:57:41 PM by SYSTEM
Analysis Method : D:\DATA\2013\DEC112013\20131211D 2013-12-11 15-57-48\P1 T9 AW BM FA 5-106M Totals : 3633.93992 1379.22015
GSH1 3-25.M (Sequence Methed)
Last changed : 12/11/2013 3:57:41 PM by SYSTEM
Method Info : Position 1; Poroshell 128 EC-C18 3x50mm 2.7um; A:Water+®.1FA, B:MeOH; Te-
Smin 5-100%B; TS-6min 100%B; Flow 0.5 mL/min; m/z 3ee-2006
DADT A, Sig=254 4 Re=320.100 (D DATAZ013DEC112013201312110 2012-12-11 15-5/401062-0201 D)
mAU
22004 T
2000
o} H NH, o
1600 N
HO N \ N N
., )\ ¢ ]
NH / NH,
2 N
1400+
o \\O_ \\O HO
\ /
1200 /
HO™ \O
1000 E‘g 23 g
z he )3
—— 7T T T T T T T T T T T T T T T T T T T T T
1 2 3 - 5 [] 7 8 ‘mir}
Area Percent Report 25
Sorted By t Signal
Multiplier s 1.0000
Dilution ¢ 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=360,100
Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %
] R P [=nmnmnees f-mnmennne [-=nnnees [
1 1,785 vB 2.8305 6.36841 3.15561 @.1752
2 1.929 B8 2.8279 18.13@01 10.13969 0.4989
3 2.823 BV 8.e3e1 7.25558 3.65786 ©6.1997
a 2,081 W ©.0390 3496.35181 1316.88757 96.2138
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'H NMR
500 MHz
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13C NMR
126 MHz
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'H NMR
500 MHz
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13C NMR

126 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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3C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz

Current Data Parameters

NAME gbel2-08la
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date 20120628
Time 19.28
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
65536
SOLVENT D20
NS 32
DS 2
SWH 10330.578 Hz
FIDRES 0.157632 Hz
20 3.1719425 sec
RG 181
Dw 48.400 usec
DE 6.50 usec
TE 302.9
D1 1.00000000 sec
TDO 1
= CHANNEL f1 =
1H
11.20 usec
00 dB

18.35641289 W
500.0530880 MHz

F2 - Processing parameters
32768

SF 500.0499618 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

HO '/O

MWUMMJWL L

6.5

T T

6.0 55

T

5.

T T T T T T

0 4.5 4.0 35 3.0 25 2.0

1.0

0.5

0.0

ppm
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3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC

Data File F:\LCO4\DATA\2012-2013\IMM\265SEP12 2012-89-26 11-49-56\843-0301.D

Sample Name: GBE12-881A

Acq. Operator
Acq. Instrument
Injection Date

Acq. Method
Last changed

Analysis Method
Last changed

: I Seq. Line :
: Instrument 1 Location :
: 26/09/2012 12:41:59 p.m. Inj :

Inj Volume :

: I:\SHARED\INSTRUMENT DATA\HPLC AGILENT AG@3\CURRENT\JMM\26SEP12 2012-89-26

11-49-56\JMMUPNUCLEO. M
26/€9/2012 11:49:56 a.m. by IMM

3
vial 43
1
5.008 pl

: F:\LCO4\METHODS\BIC\BJC WATER_35_ACN_65_20MIN_PORT1 2 F@_4.M

9/85/2016 9: 58 38 p m. by K]S
— ~TCOIDAT - T

-

e}
9
1w
1

Y
2

13
14
1
15
17
18
1w
»
n

3

s

2s

Area Percent Report

Sorted By
Multiplier
Dilution

s Signal
s 1.6008
: 1.0080

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=off

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

wenefmnns R R f-nmmnnens J-mnnnnes I
1 1.766 BB 9.1588  21.82695 2.06486 ©0.1709
2  2.571 8V ©.1989 28.32448 1.95675 ©.2203
3 2948 W 9.1724 66.55742 5.61151 0.5411
4 3.462 VB 8.1696 11.94811 1.92821 9.0971
5 6.389 BV ©.1487 247.54503 24.32026 2.0125
6 6.776 W ©.1199 288.30351 26.44166 1.6934
7 7.854 W ©.0990 1066.28943 161.51305 8.6686
8 7.337 v 9.0989 69.69389 18.085455 0.5666

[wia]
7.68 886
n0a2 v
8.267 W
BEaMW
9.06¢ vB
9.387 W
G W
9.983 v8
10.218 BV

18,456 W

0.8 W0

10.9¢5 88

12.915 &
e w

14.313 88

Totals !

Feak RetTise Type wWidth

fmin]

L2

L

L]

0.0956
0.9588
0.150%
.2
LR
03062
0.5046
0.2
0.1041
0.327¢
0.3%)
0.3536

H
N

acea Helght

f"l"‘] sy
yosz 12920
MERANMS 5037387
9912, 96335 1475.89753
.42 876N
12,02891  1.82814
64.74667  5.35884
12,2777 199048
32,4433 S.710%
LT 1,397
5.89500  1.507%
e 1.392%
1784811 2737
45.36571 186748
1.0004  1.6aTTR
12,30821  1.35833

1.23007ed  1892.52039

NH,

\ / N
J

0]
N

o.0578
0.524
o.0e
6.2638
LR
.0885
. 068y
8.1451
9. 3688
e.5n
. 1000

@)

Deta File F:LCOODATANIOLD 2015\ IMM\265E71 2012-80-26 11-39-36\0M1-9301.0
Sasple Mawe: GBEL2-941A

)\NHz

ﬁ 0~
HO o. 0

HO~

\\

30
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'H NMR
500 MHz
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13C NMR
126 MHz
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'H NMR
500 MHz

(@]
H NH» (0]

N NH N

o\ e N NH

< N/ NH, \ /A N 5\1 \ )\

ARG 7 ~NH,
o N N

Current Data Parameters e} o N
NAME ptglal09a o—
EXPNO 10 o) N
PROCNO 1
F2 - Acquisition Parameters HO o.__0O "0 ,
Date_ 20120727 ~PL p-O “OH
Time 19.16 RN
INSTRUM spect HO o HO \O
PROBHD 5 mm PABBO BB-
PULPROG zg30
™ 65536
SOLVENT D20
NS 32
DS 2 32
swH 10302.198 Hz
FIDRES 0.157199 Hz
AQ 3.1806805 sec
RG 287
W 48.533 usec
DE 10.00 usec
E 303.0 K
D1 1.00000000 sec
DO 1

== CHANNEL fl == =
1

H
Pl 10.80 usec
PL1 -3.00 dB
PLIW 23.55579948 W
SFOL 499.8430867 MHz
F2 - Processing parameters
ST 32768
SF 499.8399575 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00

]
"

T T T T T T
7.0 6.5

T T T T T T T

6.0 5.5 5.0 4.5 4.0 3.5 3.0 2

T

5

2.0

15

ppm
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13C NMR o
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31p NMR
202 MHz
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HPLC

Data File F:\LCO4\DATA\2012-2013\IMM\26SEP12 2012-89-26 11-49-56\043-8301.D
Sample Name: GBE12-881A

ta File F:\LCO4\DATA\2012-2813\IMM\JMPROT 2012-18-82 &3-52-21848-8201.0
[Sample Name: PTG1854

Peak RetTime Type width Area Height Area
Acq. Operator : IMM Seq. Line : 3 £ [=in) {min] [mau*s) {mav) b 4
Acq. Instrument : Instrument 1 Location : vial 43 sesefsrrere farne]rrnnene fermeareess froverreeee Jeeravene |
Injection Date : 26/89/2012 12:41:59 p.m. Inj : 1 7 9.5%a47 &V 8.1979 33.62187 4.67586 9.6662
Inj Volume : 5.00@ pl 8 12.35% B8 8.1255 1440033 1,59252 @.2853
Acq. Method : I:\SHARED\INSTRUMENT DATA\HPLC AGILENT AGO3\CURRENT\IMM\26SEP12 2012-89-26 9 13.2% 682 @,0547 23.84634 5.82748 @.4725
11-49-56\IJMMUPNUCLEO.M
Last changed : 26/09/2012 11:49:56 a.m. by IMM
Analysis Method : F:\LCO4\METHODS\BIC\BIC WATER 35 ACN 65 2@MIN_PORT1 2 F® 4.M
Last changed : 9/05/2016 9:50:38 p.m. by KIS
DADT B, Sg=253 3 Re=of (FLCODATAZUTZ-20 1 TIMMZBSERTZ 20120525 1120550833301 0]
mAU §
E
1400
1200-] NH NH,» O
- o\ ,)\NH \ N N NH
2
N N — < \ Y NH
800 N 2
\O— N N
(0] h
600 J—
\jj Q ‘\\O
400 ,
Ho O\ /O /() %
-Ps oRCO “OH
o] HO ' YO HO TS
g 8¢ 38 2
o RBrLA R w2
25 5 11s 15 115 % 25 mil
Area Percent Report 32
Sorted By B Signal
Multiplier S 1.0000
Dilution $ 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sige=254,4 Ref=off

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

SN PSR ey e R LAy PR ER [S-eemaen |
1 1.766 BB 8.1568 21.82695 2.86486 ©.1709
2 2.571 8BV ©.1989 28.32448 1.95675 ©.2303
3 2948 W 9.1724 66.55742 5.61151 8.5411
a 3.462 VB 9.1696 11.94811 1.02821 6.8971
S 6.389 BV ©.1487 247.54503 24.32026 2.0125
6 6.776 W 8.1199 208.30351 26.44160 1.6934
7 7.854 W 8.0990 1066.28943 161.51385 8.6686
8 7.337 v8 ©.0989 69.69389 10.05455 0.5666
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'H NMR
500 MHz

Current Data Parameters

OH

NAME mmg304
EXPNO 20
PROCNO 1 O
F2 - Acquisition Parameters
Date 20140130 HO P O
ime 17.35 \
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
SOLVENT D20
NS 160
DS 2
SWH 10330.578 Hz
FIDRES 0.157632 Hz
20 3.1719425 sec 33
RG 101
oW 48.400 usec
DE 6.50 usec
TE 303.0 K
D1 1.00000000 see
DO
== CHANNEL f1 ==
SFOL 500.0530880 MHz
NUC1 1H
1 11.20 usec
PLWL 18.35600090 W
F2 - Processing parameters
sI 32768
SF 500.0499560 MHz
WDW EM
ssB 0
1B 0.30 Hz
GB 0
BC 1.00
g v F y
T T T T T T T T T T T T T T T T T T T T
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 25 . 15 1.0 0.5 ppm
; Wof : : ommmommmr mmf\\‘m
& S 3 & 1 T ] b p <
- R . - I 4 B N X .
N =3
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3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC

[Sample Name: jmg304

Acq. Operator

Injection Date

Acq. Method

Last changed

Last changed
Method Info

Acq. Instrument :

Analysis Method :

Data File D:\DATA\2014\FEB842014\201402048 2014-82-94 15-51-89\IMG3084.D

: SYSTEM Seq. Line : 3
LCMS Location : Vial 82

©2/4/2014 4:69:23 PM Inj : 1
Inj Volume : 1.606 pl

: D:\DATA\FEB@42014\201402048 2814-02-84 15-51-089\P1 T9 AW BM FA 5-58M G5H1 .S-

20.M

: 2/4/2014 3:51:10 PM by SYSTEM

D:\DATA\2014\FEBG42014\201402048 2014-02-084 15-51-09\P1 T9 AW BM FA 5-56M GSH1
.9-28.M (Sequence Method)

: 2/4/2014 3:51:10 PM by SYSTEM
: Position 1; Poroshell 120 EC-C18 3x5@mm 2.7um; A:Water+8.1FA, B:MeOH; TO-5min

5-56%B; T5-6 min 50%B; Flow ©.5 mL/min; m/z 100-1000

&

DADT B, S5ig=252 4 Ref=360,100 (D-\DATAZ014\F EB0420141201402048 2014-02-04 15-51-00UMG304 D)
mAU: ¢
240
220
200
120
160
140
120 \
2 T T T T T T T T
1 2 3 4 5 8 7 8
ssas sssss J— P ——
Area Percent Report
Sorted By Signal
Multiplier 1.00600
Dilution 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=360,100

ata File D:\DATA\2014\FEB@42014\2014020848B 2014-62-84 15-51-89\IMG384.D
ample Name: jmg3@4

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mAU] %
LY LR |s=ss]aiamaia | fasitaiian |essustas |
1 1.835 BB 9.6244 233.36501 147.69135 100.0000

233.36501 147.69135

*** End of Report ***

NH, o)

N
< )\NHZ \/\NN

ﬁ;ﬁ<N

33

)\NHZ
\\()'__

p-O .,
HO” \3
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'H NMR
500 MHz
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13C NMR

126 MHz o
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31p NMR
202 MHz
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'H NMR
500 MHz

Corrant Dwts
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13C NMR
126 MHz
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31p NMR
202 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz

f NHBz
j\ < )\NHIBUt\ J \

/J OBz

ﬁ‘\o_ i

BnO o o

adzdzd - /P\

- K /P\OBn
-II. :. |-=
5 s 38
:; L
TC T
i e
48 r¥=

T T T T T T T T T T T T T T T T T T T T
210 200 180 180 o 180 150 140 130 120 o 100 LY 80 o &0 a0 40 0 20 o BRm

100



31p NMR
202 MHz
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'H NMR
500 MHz
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3C NMR
126 MHz
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31p NMR
202 MHz
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HPLC

Data File D:\DATA\2013\MAY312013\20138531A 2013-085-31 11-19-59\867-0881.D
Sample Name: jmg225f15_3

Acg. Operator : SYSTEM Seq. Line : 8

Acg. Instrument : LCMS Location : Vial 67
Injection Date : 5/31/20813 11:11:58 AM Inj: 1
Inj Volume : 1.008 ul
Acq. Method : D:\DATA\MAY312813\20130531A 2013-85-31 11-18-59\P1 T15 ©-30ACN_ WFA MSIM.M

Last changed : 5/31/2013 11:10:59 AM by SYSTEM

Analysis Method : D:\DATA\2@13\MAY312€13\20138531A 2013-05-31 11-18-59\P1 T15 8-30ACN_ WFA MSIM,
M (Sequence Method)

Last changed : 5/31/2013 11:10:59 AM by SYSTEM

Additional Info : Peak{s) manually integrated

DAD1 A, Sig=254.4 Ref=350, 100 [DIDATARD1IMAYI 12013201305 31A 2013-05-31 11-10-59067-0601.0)
mAL ] b3
4
2]
el
40+
20
04
4, = - i
———n—————
2 2 13 - 10 12 14 min

Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=360,108

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] £
e e [==mmmmnne- s |==nmeene [
1  4.439 8V 0.0304 200.38489 99.75817 100.0000

Totals : 200.38489 99.75817

HO

OH
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'H NMR
500 MHz
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13C NMR

126 MHz
H  NHBz
< NH| But \ /
grrmas Dama arssanass \\O—
o E oB
'": - Roquisdtion td-rdrl:l: s \\ OB Z
& P\
o P\
40
T T T T T T T T T T T T T T T T

210 200 180 160 170 160 150 140 130 120 110

100

30

50

40

107



'H NMR
500 MHz
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31p NMR
202 MHz

o

@ 2( N NH: \/;N

WO—
) OH
/O\ , / \

ri ) .: / \OH / P\
: 41

HBHHEL I3

T
s 20 25 pRm

109



HPLC

Data File D:\DATA\2013\SEPT182013)\20130918A 2013-29-18 088-56-41\IMMG264PREP1.D
Sample Name: jmmg264prep

Acq. Operator : SYSTEM Seq. Line : 4
Acq. Instrument : LCMS Location : Vial 32
Injection Date : 9/18/2013 9:28:16 AM Inj: 1
Inj Volume : 1.000 pl
Acg. Method : D:\DATA\SEPT182013\20130918A 2013-09-18 08-56-41\P1 T9 AW BM FA 5-58M G5H1 3-

15.M
Last changed : 9/18/2013 8:56:41 AM by SYSTEM
Analysis Method : D:\DATA\2013\SEPT182013\20139918A 2013-99-18 08-56-41\P1 T9 AW BM FA 5-5eM
GSH1 3-15.M (Sequence Method)
1 9/18/2013 8:56:41 AM by SYSTEM
: Position 1; Poroshell 120 EC-C18 3x50mm 2.7um; A:Water+@.1FA, B:MeOH; To-5min
5-50%8; T5-6 min 50%B; Flow 0.5 mL/min; m/z 100-1000

Last changed
Method Info

DAD1 B, Sig=254 4 Ref=300,100 (D:DATAC013'SEPT 1820131201300 18A 2013-02-18 08-56-41UMMG204PREP 1.D)
mAU 4 3
s3] &
500
400
300.:
200 ]
100
: -
1 g8
] ®
o e
T T T T T T T T
1 2 3 4 5 8 7 8 mind
RSN NS EEEN NSRS NSRS NSNS ENEEEEEESEEEESESEESESESEES
Area Percent Report
sa=sssassssssss P— L L
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=360,10¢

Data File D:\DATA\2813\SEPT182013\28130918A 2013-@9-18 88-56-41\IMMG264PREP1.D
[Sample Name: jmmg264prep

Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mAU] %
e e R femmemeeee O J-eeeeeen [
1 2.481 BV 6.0247 6.25826 3.90068 0.4869
2 2.516vB 9.e397  14.26352 5.88144 1.1096
3 2.758 W 9.0309 1248.91406 609.41754 97.1602
4 2.953 vB @.e476  15.98195 4.70608 1.2433
Totals : 1285.41780 623.108574
(@) O
NH H NH,»
N >\NH N
Q \ % 2 < /)\NH \ N
N 2 /

ﬁ‘\\o_
N
OH
5.0 2 Oy, -OH
Plon 0.0 o ™0
O 0~ “OH
41
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'H NMR
500 MHz
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13C NMR
126 MHz
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'H NMR
500 MHz
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13C NMR

126 MHz
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'H NMR
500 MHz
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3C NMR

126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz

A\
\ / NN NH
N 2 '
N
L ANsST
I' ‘1! b ] N \\O_
:Pwu 1 HO O ' HO
: -0 OH
i ACquLBition Fa P . O\ /
.'m FLOET O// ., AN P
|.| L] O O\ /O /O/ \O
TROLAD 3 = EA Bad m: /P\\
sthis HO
:-|. ENT £2o
W3 1z
-] -
Fnres YiTiesiie he
Al 3. 10068 -:- aw 45
G £
oW 1
[= I.l:- :":- uh'
1t an E
10000 -:--:u:- sz
rl:-:-
amm CHAHMEL {1 memssmms
prvi=y m
¥l use
ril an
FLIN 23, ST W
APl AFP.AAFLIET HHz
Tl - Processlig pararstars
4ar ATTER
aF 435, RIRSTE MR -’
HTH m {
250 [ [ = —
T f
[
rC |
|
|
[
| 1
1 e
T T T J T T T T T T
B.5 B.O 7.5 7.0 6.5 6.0 5.5 4 Li] :I 5 3.I:| 2.5 2.0 1.5 ppm
L L ey | L | L L e L

118



13C NMR
126 MHz

\ / °N Nf\NH
— /
N
i N \O—
r I 0] ° HO
HO\P/OjJ )ib o. OH A)
o 0" o "O\P/o “o ™o
i HO™ SO
i : 45
T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 a0 a0 To a0 a0 40 0 20 10 o] Ppm

119



31p NMR
202 MHz
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HPLC

Sample Name: jmmg288

Data File D:\DATA\NOV842013\28131184A 2013-11-84 11-14-84\IMMG28ONMR.D

Acg. Operator
Injection Date
Acqg. Method

Last changed

Last changed

Method Info

Acq. Instrument :

: SYSTEM Seq. Line : 6
LeMs Location : vial 63
1 11/4/2013 12:47:38 PM Inj : 1

: D:\DATA\NOV@42013\20131184A 2013-11-04 11-14-84\P1 T9 AW BM FA 5-58M GSH1 .

: 11/4/2013 12:21:82 PM by SYSTEM
Analysis Method :

1 11/4/2013 3:02:32 PM by SYSTEM

: Position 1; Poroshell 128 EC-C18 3xS0mm 2.7um; A:Water+®.1FA, B:MeOH; T@-

Inj Volume : 1.88@ pl
9-20.M

D:\DATA\NOV842013\28131184A 2013-11-84 11-14-84\P1 T9 AW BM FA 5-56M GSH1 .
9-208.M (Sequence Method)

(modified after loading)

Smin 5-50%B; T5-6 min S@X%B; Flow 0.5 mL/min; m/z 100-1000

2 2388 W

DAD1 B, Sig=254 4 Ref=360.100 (DDATANOVD201220131102A 2013-11-04 11-14-04UMMG280NMR D)
mAU
2504
300
2504
200
- |
2
&
w] gk
s T
L e e M S e o e e ML W e e e e
1 2 3 4 5 6 7 8 mir|
-
Area Percent Report
Sorted By g Signal
Multiplier 2 1.0000
Dilution 1.06000

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=360,100

Peak RetTime Type Width Area Height Area

# [min] [min]  [mAU*s] [mAU] %
seenfenenens P B fonmmeenens fmnenneas [-mmnnnes [
1 ©.556 BB 8.8335 9.48488 4.16989  1.4873

©.0344 628.25488 277.15335 98.5127

0 O ' HO

T

Q

7N\
o
2
\

&

\ 7

U

/
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'H NMR
500 MHz
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13C NMR
126 MHz
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'H NMR
500 MHz
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13C NMR
126 MHz

HRHE gbs1ll¥Ta
£ -3 _—

. : H
ata 2OLI1LND N

o 48

i
LESG 00 He

i
FiCFEa ATEIT Ha
e 1. CHRETES maT
i sl

23 14,000 maes
oo L3%=08 mams
o 3030

[ PEAOODEIN 3es
nad ERAOGEAE ane
T L

T T T T T
170 160 150 140 130 120 110 100 20 80 70 ] 50 40 30 20 10 PRm

125



'H NMR
500 MHz
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13C NMR

126 MHz
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31p NMR
202 MHz
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'H NMR
500 MHz
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'H NMR
500 MHz
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3C NMR

126 MHz
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31p NMR
202 MHz
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