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Standard 1-D Survey Proton NMA Experiment
Bruker OPX-4C0 NMR Spectrometer
October 14, 2004 / D. Lankin
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Current Data Parameters

NAME marcus
EXPNO 76
DODDVOT DMUMD UMMMO ~ ~Do o @ N o 79571.8977003599770012235458543554070 PROCNC 1
ERBARNNNEININERET BBBRR aRx< PR R R A SRR YR SRR NC LR ERBEIRES
D?????????T?.IEEES 0w N N n oo 443333333333333222222222222222222?11 _umubﬁn:pm:uo:nmﬁmamnmdm
Date_ 20101005
Tame i5.22
. INSTRUM spect
— b PROBHD 5 mm GNP 1H/1
PULPRDG 2930
m 0 65536
\F Ph SOLVENT £oc13
O O\ NS 16
4+ M) DS 2
- SWH B27B.146 Hz
5 FIDRES 0.126314 Hz
N~ -OMe . A0 3.9584243 sec
\\\ AG 54
Me W 60.400 usec
Ooogm DE 6.00 usec
TE 299.2 K
01 1.06000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
i = s======= CHANNEL f{ =s==zzza=
NUC1 1H
P 12.00 usec
. PL1 0.00 o8
SF01 400 1324710 MHz
F2 - Processing parameters
SI 262144
SF 400.1300037 MHz
by WoW EM
L 558 0
LB 0.30 Hz
. 58 0
RC 1.00
10 NMR plot parameters
CX 28.00 cm
oY 8.00 cm
P gE \_ Fip 7.617 pon
F1 3047.78 Hz
Fap 1.625 ppm
F2 690.15 Hz
LA 2l |z = . glml |zl sl s = el )2l )= 5 PPHCH 0.21400 ppn/en
g |89 8 |5 o slhp |2 (8 |= & |3 |2 |2 = HZCM 85.62978 Hz/cn
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Selvent:

1-D Carbon-13 NMA Spectrum
With Waltz-16 (CPD} Oecoupling
Bruker DXP-400 NMA Spectrometer

October 14,2004 / 0. Lankin
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Current Data Parameters

NAME marcus
EXPND 77
PROCND 1

F2 - Acquisition Parameters
Date_ 20101005
Time 15.28
INSTRUM spect
PROBHD S mm GNP 1H/1
PULPROG 29pg30

TD 65536
SOLVENT coc13

NS 1340

Ds 4

SkH 23980.B14 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 574.7

Dw 20.850 usec
OE 6.00 usec
TE 299.2 K

D1 1.00000000 sec
i1 0.03000000 sec
DELTA 0.B39999998 sec
MCREST 0.00000000 sec
MCWRK. 0.01500000 sec
======== CHANNEL f{ =s====z==
NUC1 13C

P1 10.00 usec
PL1 -3.00 dB
SFO1 100. 6228303 MHz

scm=s==== CHANNEL 2 ======a=

CPDPRE2 waltz1b
NUC2 i1H
sCPD2 80.00
PL2 0.00
FL12 17.00
PL13 17.00
SFO2 400. 1316005

usec
dB
dg
oB
MHz

F2 - Processing parameters

S 32768
SF 100.8128096
WOW EM
SSB 0
L8 1.00
GB 0
PC 1.40

1D NMR plot parameters

Cx 28.00
cY 15.00
Fip 218.770
Fi 22011.04
F2p -19.578
Fe -1969.77
PPMCM 8.51241
HZCH 856. 45770

MHz

Hz

cm

cm

pom

Hz

ppm

Hz
ppm/cm
Hz/cm
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==== Shimadzu LCMSsolution Data Report ====

<Chromatogram>
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<Spectrum>
Retention Time:7.517(Scan#:423)
Max Peak:850 Base Peak:440.30(11841900)
Spectrum: Averaged 7.500-7.592(421-432)
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Solvent: 5
Standard 1-D Survey Proton MMR txperiment
Bruker DPX-400 NMR Spectrometer
October 14, 2004 / 0. Lankin

Current Data Paremeters

NAME marcus
EXPNO 103
e 3?97202015420121956530875nnB6520965_.)._nuonDnl_):_2970629555222021983052056293
L N N S N 77555655555555555554444333333333333332222 oo e e e R e R . F2 - Acquisition Parameters
Date_ 20101118
Time 20.16
INSTRUM spect
PROBHD 5 mm ONP  1H/1
PULPROG z030
0 65536
SOLVENT coc13
NS 16
. 0s 2
A A% L - SHH 827B.146 Hz
FIDRES 0.126314 Hz
& N=,-OMe . y A0 3.9584243 sec
M \\\ PP ARG 128
e ow 60.400 usec
COOMe OE 6.00 usec
TE 298.2 K
.h D1 1.00000000 sec
¢k MCREST 0.00000000 sec
} / _ :\\ -~ MCHRK 0.01500000 sec
A ====zzz=s CHANNEL f1 s=======
N\ ! \ NUC1 1H
- P1 12.00 usec
) PLIY 0.00 08
/. . SFD1 400.1324710 MHz
F2 - Processing parameters
ST 262144
SF 400.1300037 MHz
WDH EM
558 0
LB 0.30 Hz
GB 0
PC 1.00
10 NMR plot parameters
Cx 28.00 cm
CyY 12.00 cm
F1P 7.8995 ppm
Fi 3199.21 Hz
F2p 0.405 ppm
F2 162.21 Hz
7 o Bt 3 Bis8 2 = 5 gllR| 12 = PPMCM 0.27107 ppm/ca
g ] Sls 2 Hi8|8 3 = 2 <= 1S 2 HITH 108.46438 Hz/cn
5 = olo o rufoife ou - - allem| |— -
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Seople: | ﬁ:

Salvent: ~—

1-D Carbon-13 NMA Spectrum
witn Waltz-16 (CPD) Decoupling
Bruker DXP-400 NMR Spectrameter

Qclober 14,2004 / 0. Lankin
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Current Data Parameters

NAME
EXPND

PROCNOD

marcus
104
H

F2 - Acquisition Parameters

Date_
Time

INSTRUM
PROBHO
PULPROG

D

SOLVENT

NS
0s
SWH

FIORES

AR

REG

ow

0E

TE

01

dii
DELTA
MCREST
MCWRK

PL1
SFO1

20101118
20.36
spect

5 mm GNP 1H/

2gpg30
65536
coc13
15488

4
23880.6814
0.365918
1.3664756
574.7
20.850
6.00
298.2
1.00000000
0.03000000
0.89933998
0.00000000
0.01500000

13C
10.00
-3.00

100.6228303

=mm===== CHANNEL {2 ===

CPDPRG2

huc2
PCPD2
PL2
PL12
PLL3
SF02

waltz16
iH
80.00
0.00
17.00
17.00

400. 1316005

= CHANNEL f1 ========

MHz

F2 - Processing parameters

S1
SF
WDW
858
LB
GB
PC

32758

100.6128095

EM
a
1.00
0
1.40

10 NMR plot parameters

2B.00
3.00
178.319
$7841.13
7.551
759.75
6.09883
613.62061

MHz

cm

cm
ppm
Hz

ppm

Hz
pom/em
Hz/cm
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==== Shimadzu LCMSsolution Data kepori ————
<Chromatogram>
TIC@!
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Standard 1-D Survey Proton KMR Experiment
Bruker OPX-400 NMA Spectrometer
October 14,

Sample: A%,ﬂ..

Solvent: LoD
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Current Data Parameters

NAME marcus
EXPND 128
[ e B B e o B 5753521371814758?558285?34495053?395542077550251437575931903 PROCNOD 1
EC8852728 nmwwmmmwwmm%mﬂmﬂwmmmmm&uww%@mwﬂwﬁmunﬁymm%%M%%%mum%&&mmmﬁummw
Smo@~ N~~~ 7,?.?.?..m&&&S.5.55&5.5.5&4.¢444,4.4.4.th3.3.33.3.1&113.3.3.llllaaaaaaKELLLLLLI.U.O. F2 - Acquisition Parameters
/ Date_ 20101119
A Time 10.44
- INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG 2930
1D 65536
SOLVENT MelD
NS 16
bs 2
OTf SWH 8278.146 Hz
FIDRES 0.126314 Hz
ﬁ ,u AD 3.9584243 sec
N~ -OMe RG 406.4
74 N oW £0.400 usec
Me = S DE 6.00 usec
TE 298.2 K
ZIOOO_.SQ 01 1.00000000 sec
MCREST 0.00000000 sec
v - —: MEHRK 0.01500000 sec
===s==== CHANNEL f] s=======
m_?.u NUC1 1H
\ . P1 12.00 usec
4 v AL 0.00 a8
N .. e \ \ SFO1 400.1324710 MHz
i = ¥ !
g + < ﬁ F2 - Processing parameters
. [ ) @M)J ST 262144
i . Mg x? SF 400.1300037 MHz
. N % HOH EM
1 = 558 1]
b afT LB 0.30 Hz
i GB [}
% PC 1.00
} &l 1D NMR plot parameters
.«/ Cx 28.00 cm
CY 19.00 cm
: ._e LP 5 Fi1p 8.316 ppm
F1 3327.57 Hz
FzP 0.862 ppm
F2 344 .89 Hz
s M __m m w W m W m W m m PPMCM u,mmmmm ppm/cm
g |8 & & & 5 N o |+ @ 3 g HZCM 105.52425 Hz/cm
= - - - - T L] -~ o — < -
(I L
R e IR s ,,__.,g_..__,_.,,,..__.,.,__,__...ﬁk,ﬁ,_.ﬁ__,.A..__....N_.w
ppm B 7 6 5 4 3 2 1
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Solvent:

1-D Carbon-13 NMR Spectrum
Hikth Waltz-16 (CPO) Decoupling
Bruker DXP-400 NMR Spectrometer

October 14,2004 / D. Lankin
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Current Data Parameters

NAME marcus
EXPND 129
PROCND 1

F2 - Acquisition Parameters

Date_ 20101119
Time 10.55
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zgpg30

10 65536
SOLVENT Me0D

NS 2436

Ds 4

SWH 23980.814 Hz
FIDAES 0.365918 Hz
AQ 1.3664756 sec
AG 2580.3

oW 20.850 usec
0E 6.00 usec
TE 298.2 K
01 1.00000000 sec
11 0.03000000 sec
DELTA 0.85999288 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

Pl 10.00 usec
PL1 -3.00 dB
SFD1 100.6228303 MHz
=====s== CHANNEL {2 =======n
CPOPRG2 waltz16

NUC2 iH
PCPD2 80.00 usec
pL2 0.00 dB
PL12 17.00 dB
BL13 17.00 dB
SFD2 400.1316005 MHz

F2 - Processing parameters

SI 32768
Sk 100.6128096 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

1D NMR plot parameters

Cx 28.00 cm

CY 250.00 cm

Fip 164.027 ppm

Fi 16503.25 Hz

FapP -1.653 ppm

F2 -166.33 Hz
PPMCM 5.91716 ppm/cm

HZCM 595.34247 Hz/cm
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Shimadzu LCMSsolution Data Report ====

<Chromatogram>
TIC@1
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<Spectrum>
Retention Time:7.058(Scan#:368)
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Standard 1-0 Survey Proton NMR Experiment

Bruker DPX-400 NMA Spectrometer
October 14, 2004 / 0. Lankin

Current Data Parameters

NAME marcus
EXPND B9
MMOOMNM- IS T OO0 OITMOMEcSO~E MDD 0 — 0@~ @ SO =N MNOYS OO0 DD~ TOODDOUE TW@UMISSD — M .D_MDHZG 1
EARSC B RN e s R N r R CY BN SRR EERETEE Y SR 5 ERERNSIEEICITRARNARSEHER
SO @O ON NN AN NN N NN RN N R N N N N R N 510 68 18 (18 10 © 10 B (50 10 15 10 16 1 16 16 1 16 10 10 15 15 45 1 16 00 0 n N o0 T e < o F2 - Acquisition Parameters
_ ] Date_ 20100217
Time 17.47
INSTRUM spect
PROBHD 5 mm ONP  1H/1
PULPROG 2930
0 65536
SOLVENT cocl13
NS i6
N——-OMe DS 2
74 . SWH 8278.146 Hz
Me — FIDRES 0.126314 Hz
AQ 3.9584243 sec
NHCOOMe RG 812.7
pl] B0.400 usec
% DE 6.00 usec
TE 298.2 K
01 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
===zz=== CHANNEL f}] ========
NUCH 1H
Pl 12.00 usec
PL1 0.00 oB
SFD1 400.1324710 MHz
F2 - Processing parameters
sI 262144
SF 400.1300037 MHz
WOW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00
i0 NMR plot parameters
cx 28.00 cm
cy 10.00 cm
/\ FiP B.254 ppm
F1 3302.73 Hz
Fep 4.654 opm
F2 1862.21 Hz
T m m m % m PPMCH 0.42858 ppm/cm
g S o & o ~ HZCM 51.44730 Hz/cm
g - I o - <

4
4

10
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MS Spectrum
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pom

__—7.65619
TT~—7.63225
__—6.43890
TT—6.41600

Solvent: "
Survey 1-0 APT Experiment

C.CH2-up / CH, CH3~down
Brucer DPX-400 NMA Spectrometer

m_ + J Me Db
&

Z
__Sm Current Data Parameters
ZIM NAME marcus
EXPND 314
PROCNO 1

F2 - Acguisition Farameters

Integral
1.0000
0.9789

- mooou o ® wm GEOUNDCMASNNOOMO — =0~ 00 o Date_ 20101220
E QREBR o 285 EE IR BRIINRSTNLEYRe D Time 15.35
B zugeed g - BE5388RERARNISTARRERS NSTAUM spect
[Te] w0 an ~ m mm L e TR A I U o U VI i T U o VO o T T T T R PROBHD 5 mm ONP  1H/1
_ / ‘ \ / \ PULPAQG 2030
| 0 65536
SOLVENT MeOD
NS 18
0s 2
SHH 8278.146 Hz
FIORES 0.126314 Hz
AQ 3.9584243 sec
ARG §12
Dw 60.400 usec
DE 6.00 usec
TE 298.2 K
01 1.00000000 sec”
MCREST (0.00000000 sec
MCHRK 0.01500000 sec
======== CHANNEL f] ========
NUC1 iH
P1 12.00 usec
ﬁ PL1 0.00 dB
//\LP’ SF01 4001324740 HH2
F2 - Processing parameters
SI 65536
SF 400. 1300280 MHz
HWOW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
10 NMR plot parameters
Cx 28.00 cm
CY 50.00 cm
F1p 8.113 ppm
Fil 3246.43 Hz
Fop 1.364 ppm
F2 545.84 Hz
PPMCM 0.24104 ppm/cm
o |of e 3 r~ ™ =| jm HZCM 95.44616 Hz/cm
P~ w - w m ~ @ ['e]
al 3] |& & g 3 @ {8
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ppm

Sample: Z\ ; @

Salvent: _LU.W v NO

Standard 1-0 Survey Proton NMA Experimen
Bruker DPX-400 NMR Spectrometer
October 14, 2004 / D. Lankin

¥

(4)5 MDD + DO

Current Data Parameters

NAME marcus
EXPNO 316
PROCND 1

1.839
1.717
1.700
1.656
1.554
1.309
1.235

8.934
8.658
8.443
B.186
8.034
7.890
7.805
7.786
7.702
7.989
7.570
7.056
7.021
6.795

o3 8
0w o
o w ol

€.574

@
n
3
[L=]

6.483
6.418
5.790
5.711
5.564

- oS
T~ 0
n < 9
n W Ww

5. 250
5.057
4.869
4.833
4.802

0 o
M m
~ o
T m

3.799
3.756
3.492
3.438
3.328
3.324
3.320
3.316
3.312
3.284
3.184
3.143
3.048
3.036
3.003
2.993
2.818

= -
oo
M~ o
oy

2 640
2.493

[le]
~
3]

2.380
2.344

™
o
i
o F2 - Acquisition Parameters

U I O T

Integral

h=
o
3

INSTAUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2030
0 55536
SOLVENT Melld
NS 16
0s 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
ARG 724.1
OW B0.400 usec
0E 6.00 usec
TE 288.2 K
01 4.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== [HANNEL f1 ==s=====
NUC1 1H
5] 12.00 usec
PL1 0.00 d8
SFO1 400.1324710 MHz
/ F2 - Processing parameters
SI 262144
SF 400.1300037 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMA plot parameters
CX 28.00 cm
‘_ ﬁ Cy 80.00 cm
2 L ; " " FipP 9.BBE ppm
F1 3856.36 Hz
{ F2P 0.008 ppm
' F2 2.37 Hz
2 3 RS 8 gl |8 |B & PPHCM 0.35292 ppm/cm
8 & N i 3 L] I e I & HZCM 141.21402 Hz/cn
- =] - o - - - (3% m
__..I...._.._L_._L._.‘...:_,__,......._..u...__:..,_._.‘._‘,..,.._.ﬁ.:._,_:__...‘..___.._......
9 8 7 5 5 L 3 2 1
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Sarple: _ “ m m h!l
Solvent: g
1-0 Carbon-13 NMA Spectrum < N\O
With waltz-16 (CPD) Decoupling
Bruker DXP-400 NMR Spectrometer
October 14,2004 / D. Lankin

14

Current Data Parameters

NAME marcus
EXPNO 326
& A B3 8 &8 Bzgg & CRRSRRENR 33 P PROCNO 1 i
g 9 5 WA 8 o e ul HooNeoehis & a @
W.a = w M o ™ M~ mom m LW~~~ ODO OO M - o . .
© bl mom N o = o= @ RSN SIS (SN i g F2 - Acquisition Parameters
Date_ 20110119
_ 7 A \ 7 J J _ Time 13.33
INSTRUM spect
PROBHD 5 mm GNP 1H/{
PULPROG zgpg30
0 85536
SOLVENT Me0D
NS 1289
¢ 0s 4
SWH 23580.814 Hz
FIDRES 0.365918 Hz
AD 1.3664755 sec
RG 2298.8
ow 20.850 usec
DE 6.00 usec
TE 298.2 K
D1 1.00000000 sec
d11 0.03000000 sec
DELTA 0.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
=z====== CHANNEL f1 =====ca=s
NUC1 13C
P1 10.00 usec
PLL -3.00 dB
SFO1 100.6228303 MHz
======== CHANNEL f2 ========
CPOPRG2 waltz1b
NUC2 iH
PCPD2 80.00 usec
PL2 0.00 dB
PL12 17.00 dB
PL13 17.00 dB
SF02 400, 1316005 MMz
F2 - Processing parameters
S1 32768
SF 100.61280958 MHz
HOW EM
558 0
LB 1.00 Hz
GB 0
PC 1.40
“ Pt “ H/ R sl { bl (I , | j_ f I
Y g i TSR ! A 1D NMR plot parameters
) [ 28.00 cm
e ———— T —T———————— ——— —T —— ' cY 85.00 cm
ppm 160 140 120 100 80 &0 40 20 FipP 167.633 ppm
F1 16866.07 Kz
F2p 4.579 ppm
F2 500.99 Hz
PPMCM 5.80907 ppm/cm

HZICM 5B84.48716 Hz/cm



SN ODTWUW OO MO - T DY@ OMND@NNYT M
eMORNM-00S GHanT [o B S e Yoo B Te B =T B Vs o B S VI S
ErNRUowLobwn ©uUuNST DLVWCEBWLNIT T o
o~ NNN 06w s Cellie e Mol Te i e RN s B e BN Te e BT R Vo T o

N

%

NH,

L
ﬁ

;2 EHEEY )

\ =T

Samp le: iﬁ
Solvent: eSS

Standard 1-D Survey Proton NMR mxum_.uam:ﬁ

Bruker DPX-400 NMR Spectrometer
October 14, 2004 / 0. Lankin

4.740
3.874
3.862
3 629
3.608
3.492
3.328
3.324
3.320
3.316

\moow

U
~— O~
™Moo
33

2 950
2 930

NS\

Integral
0.9918

0.9898

1.0011
1.0040
0.9867

0.9803
1.0029

2 536
2.583
2.584
2 542
1 858
1, 773
1.672
1.655
1.381

~ oo
— D o
@ o~

D._ﬁc

2 648
2 197

it

1.0215
0.2805
3.0000

o~
o —

Current Data Parameters

NAME marcus
EXPNO 319
PROCND 1

F2 - Acguisition Parameters

Oate_ 20110110
Time 10.55
INSTRUM spect
PROBHD 5 nm GNP 1H/3
PULPROG 2930

10 63536
SOLVENT MedD

NS 16

0s 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.95B4243 sec
RG 362

OW 60.400 usec
OE 6.00 usec
TE 298.2 K
01 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== [HANNEL f] =====z==
NUC1 1H

P1 12.00 usec
PL1 0.00 c3
SFO1 400.1324710 MHz

F2 - Processing parameters

SI 262144

SF 400.1300037 MHz
Wow EM

S58 0

LB 0.30 Hz
GB 0

PC 1.00

1D NMR plot parameters

Cx £28.00 cm
cY 19.00 cm
Fi1p B.016 ppm
1 3207.62 Hz
F2pP 0.9394 ppm
Fe 397.77 Hz
PPMCM 0.250B80 ppm/cm
HZCM 100.35209 Hz/cm
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Sample: %&%_ z Ob + b O
Solvent: . QW N\ N\
Standard 1-D Survey Reoton NMR Experiment

Bruker OPX-400 MMR Spectrometer

Octoper 14, 2004 / D. Lankin
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Current Data Parameters

NAME marcus
EXPNO 327
PROCNO 1

FZ - Acquisition Parameters

Date_ 20110118
fime 14.30
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG 2930
Ta 65536
SOLVENT MeOD
NS 16
DS 2
SWH §278.146
FIDRES 0.126314
AQ 3.9584243
ARG 322.5
oW B0.400
0E 6.00
TE 298.2
01 1.00000000
MCREST 0.00000000
MCHRK 0.01500000

zzz===== CHANNEL #1 ==a==

NUCT iH
P1 12.00
PL1 0.00
SFO1 400.1324710

uset
a8
MHz

F2 - Processing parameters

51 262144
SF 400.1300037
WOwW EM
SSB Q
LB 0.30
GB 0
PC 1.00

10 NMR pliot parameters

CX 28.00
CY 19.00
F1P 8.416
F1 3367.47
F2p ~0.078
F2 -31.28
PPMCM 0.30336
HZCM 121.3839%

MHz

Hz

cm
cm

ppm

Hz

pom

Hz
ppm/cm
Hz/cm
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Sample:
Solvent:

1-D Carbon-13 MMA Spectrum
WIth Waltz=46 (CPDl Decoupling
Bruker OXP-40C NMR Spectrometer

October 14,2004 / 0. Lankin
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pom 160 140 120 100 80 60 40 20

Current Data Parameters

NAME
EXPND
PROCND

17

marcus
332
1

F2 - Acguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPRDG
T0
SOLVENT
NS

Ds

SkH
FIDRES
AR

AG

CROPAG2
NUC2
PCRD2
PL2
PLI2
PL13
SFD2

20110118

19.28

spect

5 mm GNP 1H/1
2gpg30 ‘

65536

MeoD

1338

4

23980.814 Hz
0.365918 Hz
1.3664756 sec
2048

20.850 usec
5.00 usec
299.2 K
1.00000000 sec
0.03000000 sec
0.89999998 sec
0.00000000 sec
0.01500000 sec

CHANNEL f1 ==s=====
13C
10.00 usec
-3.00 dB
100.6228303 MHz

waltzib
iH
80.00 usec
0.00 dB
17 .00 dB
17.00 dB
400. 1316005 MHz

F2 - Processing parameters

SI
SF
WO
SSB
LB
GB
e

32768
100.5128096 MHz
EM
0
1.00 Hz
1]
1.40

1D NMR plot parameters

28.00 em
90.00 ¢m
170.810 ppm

17185.64 Hz
-2.138 pom
-215.08 Hz
8.17669 ppm/cm
621.45404 Hz/cm



Sample: —E

Solvent:

ot

Standard 1-D Survey Proton NMA Experiment
Bruker DPX-400 NMR Spectrometer

October 14, 2004 / D. Lankin
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Current Data Parameters

NAME marcus
EXPNO 101
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101118
Time 18.57
INSTAUM spect
PROBAD 5 mm GNP 1H/1
PULPROG 2930

10 65536
SOLVENT 420D

NS 16

0s 2

SWH B278.146 Hz
FIORES 0.126314 Hz
AQ 3.95B84243 sec
a6 456.1

DW 60.400 usec
DE 6.00 usec
TE 288.2 K
D1 1.00000000 sec
MCBEST 0.00000000 sec
MCHWRK 0.01500000 sec

====asa= CHANNEL f1 s===s====

NUC1 1H

] 12.00 usec
PL1 0.00 oB
SFO1 400.1324710 MHz

F2 - Processing parameters

51 262144
F 400.1300037 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
FC 1.00

1D NMR plot parameters

CX 26.00 cm
CY 10.00 cm
FiP 14.051 ppm
F1 5622.08 Hz
F2p 0.132 ppm
F2 52.84 Hz
PPHCM 0.49702 ppm/cm

HZCM 19B.90144 Kz/cm
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-~ +)6
Sotvent: e Nbla

1-D Carbon-13 MMA Spectrum
With Waltz-15 (CPD) Decoupling
Bruker DXP-400 NHR Spectrometer

October 14,2004 / D. Lankin

g B 0 g4 nEa ESssrocegeng I
Me e 5 \
NH,
i
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I 0 b bl ot i ol » . . " 2 .
— ey eSS S - s semnpe s v e : :
ppm 160 140 120 100 BO 60 40 20

Current Data Parameters

NAME
EXPNO
PROCND

marcus
i02
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
i0
SOLVENT
NS

0s

SWH
FIDRES
AQ

RG

oW

CPOPRGZ
NuC2
PCPDZ
PL2
PLIZ
PL13
SFo2

20101118
19.05
spect

5 mm ONP  §H/1
2gpg30
65536

MeOD

1685

4
23980.814
0.365918
1.3664756
1625.5
20.850
6.00
258.2
1.00000000
0.03000000
0.89993398
0.00000000
0.01500000

13C

10.00
-3.00
100.6228303

CHANNEL 2 ==
waltz16

1H

80.00

0.00

17.00

17.00

400. 1316005

F2 - Processing parameters

51
5F
WOW
558
L8
G8
PC

32768
100.6128086
EM

0

1.00

0

1.40

1D NMR plot parameters

CX
cY
FiP
Fi
F2p
F2
PPMCM
HZCM

28.00
100,00
170.083
17112.53

628.41711

MHZ

Hz

cm

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm




e ()

Solvent:

tandard 1-D Survey Proten NMR mxnmﬂusmﬁ
8ruker DPX-40C NMR Spectrometer

Me OD

October 14, 2004 / D. Lankin

— =M 29?4658252854884345??28405275891478955430313109?54382592

e O @M o 5587742194150543597Ggﬂ._ﬂf2211853091530653219486531?5403&1.5
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& w (=1 © - (Y] v Moy iy
S = - = - - - cufmfou| [+
ppm 8 7 [ 5 4 3 2 1 0

Current Data Parameters

NAME marcus
EXPND 108
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101119
Time 7.00
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG 2830
TO 65536
SOLYENT Me0D
NS 16
0s 2
SWH B278.146
FIDRES 0.126314
AQ 3.8584243
ARG 645.1
DW 60.400
DE 6.00
TE 298.2
D1 1.00000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL fi ====
NUC1 1H
P1 12.00
PL1 0.90
SFO1 400.1324710

MHz

F2 - Processing parameters

SI 262144
SF 400.1300037
WhW EM
558 0
LB 0.30
GB 0
PC 1.00

1D NMR plot parameters

cx 28.00
CY 50.00
FiP B.416
Fi 3367.47
Fap -0.099
F2 -39.70
PPMCHM 0.30411
HZICM 121.68442

MHz

Hz

cm
cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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iﬁthlm
Sample:
Solvent: g

1-D Carbon=13 NMA Spectrun z 4 OU
With Waltz-16 (CPD) Deceupling 0
Bruker DXP-400 NMA Spectrometer

Goctober 14,2004 / D. Lankin

Current Dzta Parameiers

NAME marcus
e B S8 &8 METREGEAE 5N0 = 8 s !
(=% (7] o v ~ om NP NS WO Wp o [V VI =3 ] 0] (=3
= s oan il o DN NOWON MUSLM  6m " b F2 - Acquisition Parameters
Date_ 20101119
7 \ /\ _ Time B.36
INSTRUM Spect
PROBHD & mm ONP  1H/1
PULPROG 2g9pg30
D 65536
SOLVENT MeD
NS 3125
Ds 4
SHH 23580 .814 Hz
FIDRES 0.365918 Hz
P AQ 1.3664756 sec
RG 3251
DW 20.850 usec
0E 6.00 usec
TE 299.2 K
[0} ] 1.00000000 sec
o114 0.03000000 sec
DELTA 0.8999598398 sec
MCREST 0.00000000 sec
MCWAK 0.01500000 sec
==ss==== [HANNEL f] ======a=
NUC{ 13C
P 10.00 usec
PL1 -3.00 dB
SFO1 100.6228303 MHz
=======z CHANNEL f2 =ss=ama=
CPOPRG2 waltz16
NUC2 iH
PCPD2 80.00 usec
PL2 0.00 dB
MYy PL12 17.00 oB
\ﬁ \.ﬂ.!.- PL13 17.00 dB
/ SFo2 400. 1316005 MHz
F2 - Processing parameters
; a ¥ SI 32768
w 4 34 T thiy, 5 1006128096 Mz
g b HOW EM
'ﬂ S5B 0
LB 1.00 Hz
GB 0
* PC 1.40
i bt Al p T ) |
| i FI it Tk il i _
e by _ i Wl i 1D NMR plot parameters
cx 2B.00 cm
T T T T T T r v T T T T T T T T T T T T T Y T T T T T T 1 T T T T CY 150.00 cm
ppm 160 140 120 100 80 80 40 20 F1p 172.505 ppm
F1 17356.23 Hz
F2pP 3.191 ppm
F2 321.08 Hz
PPMCH 6.04693 ppm/cm

HZCM 608.39825 Hz/cm
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Data File C:\HPCHEM\I1\DATA\MVB85B.D

Sample Name: m-v-85

Injection Date : 1/20/2011 8:05:11 PM Seqg. Line : 8
Sample Name - : Location : Vial 72
Acqg. Operator : Andrea inj : 1
Inj Volume : § pl

Different Inj Volume from Sequence ! Actual Inj Volume 15 pl
Method : C:\HPCHEM\1\METHODS\3AQHUP.M
Last changed : 1/20/2011 5:16:33 PM by Andrea
 VWDI A, Wavelength=310 m (MV33B.D)

mAU | =]

3

4 <

1000 -
800 | M’ﬁ

600{ ' N U.)s

400 —
200 -
J .
] =1
e
0 Ly —
0 S 0 15 20 "
Area Percent Report
Sorted By : Signal
Multiplier $ 1.0000
Dilution 3 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=310 nm
Peak RetTime Type Width Area Height Area
# [min] fmin] mwAU *s [mAU ] %
e e e R it oyt ot |==sss—rm=t R |
1 4.849 BV 0.0904 7734.23242 1168.01196 98.9103
2 5.097 vv 0.0882 85.21005 13.23517 1.0897
Totals : 7819.44247 1181.24714
- Results obtained with enhanced integrator!
*** Bnd of Report #*#*=*
HP 1100 LC System 1/21/2011 12:01:54 PM Andrea Page 1 of 1
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uIiC

University of Illinois at Chicago
Research Resources Center
Mass Spectrometry Laboratory

O www.rre.nic.edu

Room 109A SES, M/C 337

Mass Spectrometry 845 W. Taylor St.
SINGLE ANALYSIS REPORT gy

Art@uic.edu Lab: (312) 996-6849

Logged in 01/13/2011 01:32:24 PM

MSL Log# 024430
RRC Account No YG3340 )
. . Advisor Gaysin
UserName Marco Pieroni Department Medicinal C ; d
Affiliation  UIC P edicinal Chemistry an
Phone FAX Analysis Requested
Email piero@uic.edu Analysis Type Accurate Mass
SampleLabel MP-V-85 Resolution HR
ProjectName LR spect attach? No
Formula C14 H18 N2 O1 Chromatography None
Mono-isotopic Mass 228.12626 M.W. 228.29 lonization ESI
: Polarity Positive
Instrument Shimadzu LCMSITTOF Oth;’:fn:a:?: 15?\1 ol
Source, deg C 220 Gas Ar y one.
Acc. Voit. 9100 Resolution 10,300 Operator Comments
ScanRange 100-1000
Solvent MeOH
Matrix
Ref. dG
[ lon Expected Observed ppm Error
M-H 227.11899 227.1190 0.06
MSL Log# Analyst Date Analysis Performed Rate Quantity Total N/C
024430 | Bryan M. Zahakaylo| 171872011 | HRESI | $35.00 | 1 | 83500 [ ]
(+) 5 ;
N—=0

Me
NH,
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Data File C:\HPCHEM\1\DATA\MV84B.D Sample Name: m-v-84

Injection Date : 1/20/2011 7:02:05 PM Seqg. Line : 6
Sample Name : m-v-84 Location : Vial 71
Acg. Operator : Andrea Inj : 1
Inj Volume : 5 pl
Different Inj Volume from Sequence ! Actual Inj Veolume : 15 pl
Method : C:;\HPCHEM\1\METHODS\3AQHUP.M
Last changed + 1/20/2011 5:16:33 PM by Andrea
VWDT A, Wavelength=310 nm (MVE4B. D}
mAU o
¢
2000 - ¥
1750
1500 -
1250 ll':.'! o
7 (:':)5 » 7
1000 e
] NH,
750 -
500
250
9 22
] =
0 LY
0 s 10 15 2 % =
Area Percent Report
Sorted By H Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=310C nm
Peak RetTime Type Width Area Height Area
¥ [min] [min] mAD *s {mAU ] %
R | S e feens| srran=s R i e e
1 4.888 Vv 0.0949 1.41962e4 2062.13892 $8.7996
2 5.148 Vv 0.0855 172.47617  24.41029 1.2004
Totals : 1.43687e¢ 2086.54921
Results obtained with enhanced integrator!
**%% End of Report ***
HP 1100 LC System 1/21/2011 12:01:31 PM Andrea Page 1 of 1
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uvIC

University of Illinois at Chicago
Research Resources Center
Mass Spectrometry Laboratory

Mass Spectrometry
SINGLE ANALYSIS REPORT

www.rrc.uic.edu

Room 109A SES, M/C 337

845 W, Taylor St.

Chicago, IL 60607-7058

Office: (312) 355-2124
Art@uic.edu Lab: (312) 996-6849

Logged in 01/13/2011 01:31:16 PM

MSL Log# 024429
RRC Account No ¥G3340 Advisor Gaysin
posinciaiin st Department Medicinal Chemistry and
Affiliation UI|C
Phone FAX Analysis Requested
Email piero@uic.edu Analysis Type Accurate Mass
SampleLabel MP-V-86 Resolution HR
ProjectName LR spect attach? No
Formula C14 H16 N2 01 Chromatography None
Mono-isotopic Mass 228.12626 M.W. 228.29 lonization ESI
Polarity Positive
Instrument Shimadzu LCMSITTOF Othzfn:;:ie 15?\1;§200
Source, deg C 220 Gas Ar
Acc. Volt. 2100 Resolution 10,300 Operator Comments
ScanRange 100-1000
Solvent MeOH
Matrix
Ref. dG
] lon Expected Observed ppm Error
M-H 227.11899 227.1201 4.90
MSL Log# Analyst Date  Analysis Performed Rate Quantity Total N/IC
024429 | Bryan M. Zahakaylo| 1/18/2011 |  HRESI | $85.00 | 1 $35.00 | |
) .
7 70
Me
(——)5 NH,
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Data File C:\HPCHEM\1\DATA\MPV74.D

: 10/22/2010 1:36:15 PM

Sample Name: mpv74

Injection Date Seq. L%ne i .1
Sample Name : mpv7d Locatlop Vial 21
Acg. Operator Andrea Inj : 1
Inj Volume 5 pl
Different Inj Volume from Seguence ! Actual Inj Volume 20 nl
Method C:\HPCHEM\ 1\METHODS\ 3AQ280.M
Last changed 12/18/2008 5:15:31 PM
"""""" T 9WDT A, Wavelength=280 nm (MPV74.D}
mAU Y
— (3] |
L
2000 . |
-
1750 -
| b { |
] T O
1500 Me - O
] NH,
1250 -
1000 -
[ 251
] L {
: 500 !
: i
250 f o
0 W - S
6 5 10 15 20 T8 i
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1l: VWDl A, Wavelength=280 nm
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *g [mAD 1 %
——— e e it memm———ca [mmm=wee——.— | == i
1 5.275 Vv 0.1569 2.49399e4 2250.98779 98.7195
2 5.526 VvV 0.0768 323.48666 58.97657 1.2805
Totals : 2.52634ed 2310.96436 A

Results obtained with enhanced integrator!

#** End of Report *#**

HP 1100 LC System 11/18/2010 7:47:43 PM Andrea

Page 1 of 1
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Mass Spectrometry
SINGLE ANALYSIS REPORT

——-gusversity of Illinois at Chicago
Research Resources Center

Room H09A SES, M/C 337
845 W. Taylor St.
Chicago, IL 60607-7058
Office: (312) 355-2124

Mass Spectrometry Laboratory

O www.rrc.uic.edu

Art@uic.edu Lab: (312) 996-6849

Logged in 01/13/2011 01:30:26 PM

MSL Log# 024428
RRC Account No YG3340 P Gaysin
vesnieme Vdico preonl Department Medicinal Chemistry and
Affiliation U|C
Phone FAX Analysis Requested
Email piero@uic.edu Analysis Type Accurate Mass
SampleLabel MP-V-74 Resolution HR
ProjectName LR spect attach? No
Formula C14 H18 N2 O1 Chromatography None
Mono-isotopic Mass 230.14191 M.W. 230.31 lonization ESI
Polarity Positive
Instrument Shimadzu LCMSITTOF Othzfn:;:ig: 15%(;':200
Source, deg C 220 A Gas Ar
Acc. Volt. 9100 Resolution 10,300 Operator Comments
ScanRange 100-1000
Solvent MeOH
O Matrix
Ref. dG
| lon Expected Observed  ppm Error|
M+H 231.14919 231.1495 1.34
MSL Log# Analyst Date Analysis Performed Rate Quantity Total N/C
024428 | Bryan M. Zahakaylo[ 1/18/2011 |  HRESI | $35.00 | 1 $35.00 | |

1
~
0\
2T
O

Me NH,
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Data File C:\HPCHEM\1\DATA\MPV75.D

Sample Name: mpv75

Injection Date 11/16/2010 11:17:21 AM Seq. Line : 2
Sample Name : mpv75 Location Vial 2
Acg. Operator : Andrea Inj : 1
Inj Volume S ul
Different Inj Velume from Sequence ! Actual Inj Volume 10 ul
Acg. Methed C: \HPCHEM\ 1\METHCDS\3AQ280.M
Last changed : 12/18/2008 5:15:31 PM
Analysis Method C:\HPCHEM\1\METHODS\1AQ100MM. M
Last changed 8/8/2008 12:31:58 PM
YWDI A, Wavelength=280 nm (MPV75.D} :
1000 :"; ‘gj‘btb.
o ) :
A {
1 H ‘
800 - o
| A 72
a Me
1 NH,
600
!
400 - LS
200 -
Tt:i’\(’:’Q>
. '\?‘
> &P
0 U\ = — — o~ e e ]
0 5 10 15 20 ' 25 ' :ﬂ
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=280 nm
Peak RetTime Type Width Area Height Area
# [min] (min] mwAU *g [mAU ] ]
e | === [(=mm oo frimesem | ——————== |
1 5.422 MM 0.0823 5563.77197 1004.79272 99.9737
2 5.628 MM 0.0113 1.46158 2.15683 0.0263

Totals 5565,23355 1006.94955

Results obtained with enhanced integrator!

*%*% End of Report ***

HP 1100 LC System 11/16/2010 1:38:29 PM Andrea

Page 1 of 1
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uvic

University of Illinois at Chicago
Research Resources Center

Mass Spectrometry Laboratory

www.rre.uic.edu

Mass Spectrometry
SINGLE ANALYSIS REPORT

Room 109A SES, M/C 337

845 W, Taylor St.
Chicago, IL 60607-7058
Office: (312) 355-2124

Art@uic.edu Lab: (312) 996-6849

Logged in 01/13/2011 01:28:33 PM

MSL Log# 024427
RRC Account No YG3340 . ]
. ] Advisor Gaysin
weseiame. figdIeodieren Department Medicinal Chemistry and
Affiliation UIC
Phone FAX Analysis Requested
Email piero@uic.edu Analysis Type Accurate Mass
SampleLabel MP-V-75 Resolution HR
ProjectName LR spect attach? No
Formula C14 H18 N2 O1 Chromatography None
Mono-isotopic Mass 230.14191 M.W. 230.31 lonization ESI
Polarity Positive
Instrument Shimadzu LCMSITTOF Oth;’:fn;::i" 15‘:«;ﬁ200
Source, deg C 220 Gas Ar :
Acc. Volt. 9100 Resolution 10,300 Operator Comments
ScanRange 100-1000
Solvent MeCH
Matrix
Ref. dG
| lon Expected Observed ppm Erroﬂ
M+ H 231.14919 231.1495 1.34
MSL Log# Analyst Date  Analysis Performed Rate Quantity Total N/C
024427 | Bryan M. Zahakaylo] 1/18/2011 | HRESI | $35.00 | 1 $35.00 [ |
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