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1. '"H NMR and “C NMR spectra
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Date_ 20070525
Tine 16.01
INSTRUM av300
PROBHD 5 fm ONP 1H/13
NC CN PULPROS 2930
o) 0 32768
SOLVENT COC13
N 16
Ly 0
SwH 5995.204 Hz
FIDRES 0182959 Hz
AR 2.7329011 sec
L3 256
o 83.400 usec
DE 6.00 usec
T 300.0 K
o 1.00000000 sec
CHANNEL f1
It
3.00 usec
-2.00 08
300.1320882 MHz
F2 - Processing parameters
51 32768
s 300.1300122 Mz
- W EM
ssB 0
L8 0.10 He
68 0
PC 1.00
) 10 MR plot paraneters
o 20.00 cn
o 15.00 cn
F1P 10.000 ppm
F1 3001 .30 Hz
3 8 2 8 X 8 Fap -0.500 pom
2 g 3 8 S s F2 -150.06 Hz
= o s & « - PRMCH 0.52500 pom/cm
—_———T T ————— O 157.56625 Ha/cm
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1xf370525a
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o N 05 4
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N C C N AC 1.4451188 sec
AG 8192
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13 5.00 usec
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D1 2.00000000 sec
a1 0.03000000 sec
dai2 0.00002000 sec
PLL -6.00 g8
SFO1 79.4776598 WMz
= CHANNEL §2 ===rmwws
waltzi6
H
80.00 usec
-2.00 08
17.70 &8
17.71 a8
300.1312005 MHZ
F2 - Processing parameters
SI B5536
&F 75. 4677553 MHz
WON EN
58 0
LB 1.90 HZ
68 0
PC 1.40
1D NMA plot pacameters
| [ | o 20.00 cm
4] 6.00 cw
F1P 220.500 ppw
F1 16640 .64 Hi
Fop -0.500 ppw
— T v T T v T v T T T T : T it 2 -37.73 W2
ppm 200 150 100 50 FPMEN 11-05000 ppm/cm
MECM B33.91870 Hz/em
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Current Data Parameters

NAME
EXPND
PROCNO

1397-1xf-427
i
1

F2 - Acquisition Parameters

Date _

Time
INSTRUM
PROBH) 5§
PULPROG

20070530
1022
av300

mm GNP LH/13
2030

32768

€her3

16

[}
5996204
0.182959 Hz
2.7320011

128
83,400
6.00
300.0 K
100000000

3001320882 MHz

F2 - Protessing parameters

SI
5
WOW
S5B
L8
2]
PC

10 MM plot
€x

32768

3001300122 MHz
EM

0

0.10

o

1.00

parameters
20.00
15.400
10.000
3001.30
-0.500
-150.06
0.52500
157.56825

opm/cn
Hz/cm

Current Data Farameters
NANE 1397126432
EXPNO 2
PRACRO 1

F2 - Acquisition Parameters
Date_ 20070801
Time 12.31
INSTAUN 29300
PABHO S me ONP 144713
PULPAOG 2909

™ 65536
SOLVENT c13

N 321

s 4
ShH 22675.736 Wz
FIDAES 0.346004 Hz
AQ 1.4451188 ser
G 8192

I 22.050 usec
"© 6.00 usec
1€ 300.0 K
01 2.00000000 se¢
011 0.03000000 se¢
d12 0.00002000 ser

user
o8
HH2

1D NMA piot paraneters
ox

(21
F1P
F1
£ap
2
PPHCH
HICH

waltzib

H

80.00

-2.00

17.70

17,71
3001312005

Fa - Processing parameters
65536

75. 4677547
EM

0

1.60

0

1.40

20.00
4.00
220.000
16602. 30
-0.500
-371.73
11.02500
§32.03192

opm/em
Hz/cn



1xf070528d .
T ww e Mo CVNVODOo NSO EN O
Y85 GEnNg8csLigees
5 5852 $r HfgsgoceytgEsass
= &N o S TT@ONROLOOON— - o0 o0 MR Current Oata Paraieters
[T TEMmMOOOmmMOamonoono e NAME 1307-1xF-426
EXPND 1
w \/ \&4 \) W/‘/ Baek 1
F2 - Acquisition Parameters
fats_
Time 18.46
INSTAM ava00
PAOBHD 5 Am GNP 1H/13
PULAROG 2030
™ 32768
- NC CN SOLVENT coci3
O NS 16
b3 0
SHH 5995.204 He
FIDRES 0.162058 tiz
A 2.7320011 sec
A6 256
ow 83.400 usec
3 6.00 usec
MeO TE 300.0 K
D1 1.00000000 seC
= CHAMNEL f1
NUC1 1
p1 3.00 usec
pLL -2.00 48
SFO1 300.1320882 Mz
F2 - Processing perameters
51 32768
S 300. 1300122 Mz
WO M
58 0
18 0.0 H
68 0
PC 1.00
J l 10 N8 plat parameters
ox 20.00 cn
o 12.00 ca
F1P 12.000 ppm
- - - F1 3601.56 Hz
H g8 g Egl @l B = 8,500 pon
g &)18 S S = F2 -150.08 He
= ailfey ob elsl |- o PEMCM 0.62500 ppm/cm
— — — — T} HZEH 187 58125 z/cn
ppm 10 a8 6 4 2 0
Current Data Parameters
NAKE 1397-1xf-362
EXPRD 2
= i) 2 g2 Ioo IS B I K8 F2 - Acquisition Paraneters
= & = a0 O o) o e ooowE o Sate 20070514
Tite 1a.14
W | } \ / INSTRUN avino
POBHT 5 mm NP 1H/13
PULPADE 2009
™ 6%
SOLVENT coe1s
. I 186
N s 4
S 22675.7% Hz
FIDRES 0.346004 Hz
a 14454188 sec
A6 B152
o 22.050 usec
e 6.00 usec
7 0.0 ¢
0 2.00000000 seC
uit 03000000 se<
NC CN e 0.00002000 sec
NUCH
1 5.50 usec
N 6,00 48
ot 754775508 Mz
aanverns CHANNEL (2 ==
cPoPRG2 waltzis
Meo e L]
peen 80.00 usec
PL2 -2.00 aB
A1z 17.70 a8
13 17.71 @@
sz 300.1312005 Mz
F2 - Progessing parsmeters
a1 5
& 754677547 W2
ou o
53 0
[N:} 1.00 Hz
<] 0
P 1.0
10 NMA piot parameters
cx 20.00 cm
I v 6.00 cu
F1p 220,000 gpm
Fi 1660291 2
FeP -0.005 ppm
F2 -0.38 H2
—= T T T T T T T T T T T ' ! PENCH 11.00025 ppa/cm
pom 200 156 100 50 HICH B30_16425 Hz/cm
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NW‘ W \{ % x I oo :
F2 - Acquisition Parameters
Bate_ 070525
Tine 16.10
INSTRUM av300
NC CN PROBHI 5 mn WP 1H/13
(@) PULPROG 2030
o 32768
SLVENT 13
NS S
05 ]
SHH 5095204 Hz
FIDRES 0.182059 Hz
e 2.7329011 sec
cl RG 256
o 83.400 usec
3 6.00 usec
e 300.0 K
[ 1.00000000 sec
CHANNEL £1
i
3,00 usec
-2.00 @8
501 300, 1320882 Wiz
F2 - Processing paraneters
ST 32768
& 300.1300122 Mz
- o M
ss8 o
8 0.10 tz
8 0
PC 1.00
. 1D MR plat porameters
o 20.00 cn
of 15.00 ca
F1P 16.000 pom
r 2= - @ 0 - F1 3001.30 tz
= 8|3 N 2 8 3 FaP ~0.500 ppn
£ s3 i 3 =3 3 F2 -150.06 Hz
= ailne I - o o PPMCH 0.52500 ppm/cm
= . . - . . : - . . ; - . . HaCH 15758825 Ha /cm
ppm 8 6 a 4]
Current Data Parameters
N 1387-1x1-417
g 82388 I8 R=EN SRR g H
£ 2 yoos S8 ¥ Sw LR fracka !
& S Ao ol = e ~RR 3§ 88§ F2 - Atquisition Parareters
il TYTT TT Date_ 070525
Tame 18.12
N, R L
PROBHD 5 mm ONP 11713
PuLPROG 209
™ 6553
SOLVENT etz
NS 252
NC._CN 5 :
S 22675.7% 12
(o) FIORES 0.346004 Kz
g 14454186 sec
6 5132
o 22,050 usec
& 6.00 usec
® 3000 K
ot 2.00000000 sec
at1 0.03000000 sec
at2 0.90002000 sec
Cl , ey T
ot 13
Bt 5.50 usec
oLy .06 a8
501 75. 4775598 Wiz
—emeeann CHANNEL 12 weem
croPRG2 waltzi6
nuc2 "
PopD2 80.00 usec
Lz -2.00 @8
i PLIZ 17.70 @8
P13 17.71 @8
sro2 200.1312005 Mz
F2 ~ Processing paraneters
st 5553
o 54677526 Mz
NOW EM
558 o
8 1.00 tz
@ o
PC 140
10 WWA plat paraneters
£x 20.00 cn
] 1 ] or 5.00 cn
- f10 220,500 pon
F1 1E640.84 Hz
Fap ~0.500 ppm
' i T ' ’ ! J ! ! l ! ! i j l ;suc« j;.égj o "
11.05000 ppm/ca
pon 200 150 100 50 HZCN 633.91864 Hz/cn
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EXPNO 1
N Sy N - ‘
F2 ~ Acquisition Parameters
Date_ 20070522
NC C N Time 16.55
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I 32768
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NS 16
0s [
SWH 5995.204 Hz
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Br m 27329011 sec
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E 300.0 K
01 1.00000000 sec
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H
3.00 usec
-2.00 dB
3001320882 MHz
F2 - Processing paraneters
s1 32768
SF 300.1300122 Mz
WA 2]
ssB 0
LB 0.10 Hz
o8 0
C 1.00
t l ‘l | 10 NMA plot parameters
cx 20.00 cm
oY 15.00 cm
FiP 10.000 ppm
1 3001.30 Hz
= Qs = 2 & k4 Fap -0.500 ppm
2 3= = e ey it 2 -550 .06 Hz
£ e - - o - PPMCH 0.52500 ppm/cm
) - HICH 157.56825 Hz/cm
r T v T T T T T T T T v T . T T T v v v T g
pp 8 6 2 0
Current Data Parameters
1397-1ar-399
= 2888 &3 ige 28 g% ok e
e m = Tunm @ T o0 0w m o Ny PROCNO 1
3 < B o N so aom .
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Date,_ 20070518
WY % A
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SOLVENT oe13
NS 256
. NC C N s 4
SHH 22675.73 HI
FI0MES 0.346004 H2
» 1.4451168 sec
R6 8192
] 22.050 usec
0E 6.00 usec
TE 200.0 K
01 2.00000000 sec
I 0.03000000 sec
Br 12 0.00002000 sec
==a==cax CHANNEL f1
NuCi 13c
p1 5.50 usec
PLL =6.00 o8
sFat 75.4775508 Wiz
02 3001312005 Mz
F2 - Processing parameters
st 65336
sF 5. 46778365 Mz
a Ew
ss@ 0
I} 1.00 He
8 o
FC 1.0
10 NMR plat paraaeters
X 20.00 ¢
| ] ] 1 l ot 400 ca
iR 220.500 ppm
1 16640.64 Hz
Fop -0.500 ppn
0 i ' ’ ' ! S ok 11 06000 ppace
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Current [ata Parameters
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EXPNO 1
PROCND t
F2 - Acquisition Parameters
Date_ 20070522
Time 17.3?
INSTRUM av300
PAGBHD 5 mm GNP 1H/13
PULPROG 2g30
10 32768
SOLVENT €nc13
NS 32
08 a
SWH 5395 204 Hz
FIDAES. 0182969 Hz
a0 2.7329011 sec
RG 512
Dw 83400 usec
0E 6.G0 usec
TE 300.0 K
o1 1.00000000 sec
CHANNEL £{

iH
[} 3.00 usec
PL1 -2.00 di
SFO1 300.1320892 Mz

F2 - Protessing porameters
32768

SF 300.1300122 MHz
WOW EM

ssB 0

L8 0.10 Hz
(=] 0

PC 1.00

10 NMA plot parameters

[ 20.00 ¢m
oy 20.00 cm
1P 10.060 ppm
1 3001.30 Mz
FeP 0.50¢ ppm
F2 -150.06 Hz
PPMCH 0.52500 ppm/cm
HZCM 157 56825 Hz/cm

Current
NAME
EXPND
PADCHO

Oats Parameters
1397-1xf -402
2

i

F2 - Acquisition Paraneters
071

Date_ 519
Time 0.16
INSTRIM avaon
PROBHD 5 o GNP 1H/13
PULPAOG 2900
i) 65535
SOLVENT enc1a
N 630
s 4
SeH 20675.736 Hz
FIDRES 0.346004 Hz
A0 1.4451188 sec
RG 8192
D 22.050 usec
i3 600 yser
T 300.0 K
o1 2.00000000 sec
a1t 0.03000080 sec
Mz 0.00002000 sec
= CHANNEL 1
13
5.50 usec
-6.00 dB

75, 4775598 MH2

SFo2

B0_00 usec
-2.00 dB
17.70 B
17.71 a8
3001312005 MH2

F2 - Processing parameters
s1

2
[
558
i)
]
PC

E5536
75. 4677528 Wi
EH
L3
1.00 H2
)

1.40

10 NHA piot parameters
ox

cr
FiP
1
Fap
F2
PONCH
HZCH

20.00 cn
500 cn
220.500 ppn
16640.64 M2
~0.500 ppa
-37.73 Hz
11.05000 ppm/ca
B33 Q1864 Hz/cm
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Current Data Parameters
A

EXPNO

1397-1xf-403
1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20070518
Tine 22.49
INSTRUM av30e
PADBHD 5 mm GNP 1H/13
PULPAOG 2930

™ 32768
SOLVENT cocl3

NS 24

s [

S 5995.204 Hz
FIDRES 0182059 Hz
AQ 2.7320011 sec
G 1024

oW 83,400 usec
o€ 6.00 usec
TE 300.0 K
o1 1.00000000 sec

SFO1

300. 1320382 Mz

F2 - Processing parameters
32768

st

SF 300.1300124 MHz
WOW EM

S5B 0

[1:] 0.10 Hz
2] [4

FC 1.00

10 NMR plot parameters

Cx 20.00 cm
cy 20.00 cm
Fip 10.000 ppm
F1 3004.30 Hz
Fop -0.500 pom
Fa -190.05 Hz
PPMCM 0.52500 ppm/cm
HZCH 15756825 Hz/cm

Current Data Psraneters

NAME 1397-1xF-403

E£XeNg a

PROCND i

F2 - Acquisition Porameters
ate_ 20070516

Tire 23.05

INSTAUN ava00

PROBHD S mm ONP 1H/13

PULPROS 209

o 65536

SOLVENT ccr3

NS 540

0s 4

S 20675.736 Mz

FIDAES 0.346004 Hz

A 1.4451106 sec

G

o 22.050 usee

e 6.00 usec

T 300.0 K

i 2.00000000 sec

att 0.63000000 sec

a2 0.00002000 sac

cPoPAG w1216
K2 ul
PePg2 80.00 usec
L2 -2.00 08
P12 17.30 49
A3 17.74 48
sro2 300, 1312005 Mz

FE ~ Processing narauter-s

SF 5. 4677543 Mz
WON EN
558 ?
B 1.00 Hz
@ 1
P 1.9
m NMA plot paraseters

20.00 cm
cv 3.5 ca
F1p 220.500 ppm
F1 1664054 Hz
Far -0.500 pon
Fa -37.73 Wz
] 11.05000 ppm/cn
HZCH 83391864 Hz/cm
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Current Cata Parameters

NAME 1397-1xf~404

EXPNO i

PROCNO 1

F2 - Acquisition Parameters

Date_ 20070518

Timg 22.56

INSTRUM av30o

PROBHD S nn GNP 14713

PULFRCE 7930

0 32768

SOLVENT coct3

NS 8

o3 0

SHH 5995.204 Hz

FIDRES, 0.1B2959 Hz

A0 2.732%011 sec

AG 1024

[} 83.406 usec

OE 6.00 usec

e 300.0 K

i1} 1.00000000 sec
CHANNEL f1 =

NUC{ 1H

P1 3.00 usec

L1 -2.00 d8

SFO1 300. $320862 MHz

F2 - Processing parameters

st 32768

SF 300.1300124 iz

WOW EM

558 0

e 0.16 Hz

[} 0

nC 1.00

10 N plot parameters

cx 20.00 em

cy 12.00 cm

Fip 10.600 ppm

F1 3001.30 Hz

Fap ~0.500 ppm

F2 ~150.06 Hz

PPHCH 0.52300 ppm/cm

H2CM 157 56825 Hz/cm

Current Data Parameters

NANE 1397-1x1-404
£xPro 2
PROCHD 1
F2 - Acquisition Parameters
Date_ 20070519
Tine 0.24
INSTAUN avioo
FABHO 5 wm ONP 1H/13
PULPROG 2909
0 B5536
SOLVENT £oC13
NS BE6
0s 4
ol 22675.736 Hz
FLOAES 0.346004 Hz
aa 51188 sec
AG a132
il 22 0%0 usec
0E 6.00 usec
TE 300.0 K
o1 2.00000000 sec
oty .03000000 sec
as2 0.00002000 sec
=== CHAMNEL f1 ==
nucy 136
3! 5.50 usec
PLL -6.00 a8
SFa 754775598 N
=rn CHANNEL f2 s
CPDPRG2 valtz16
Nucz
PCRD2 usee
L¥] )
[ XE] @@
pLI3 7.7 08
SFo2 3001312005 HHz
F2 - Processing parameters
ST 65536
Ed 754677526 MHZ
HON en
58 0
L8 1.00 Kz
8 0
A 1.40
10 NNA plat parameters
cx 20.00 co
oy 3.00 cm
F1p 220.500 ppm
F1 16640.64 Hz
Fap ~0.500 ppm
F2 -37.73 Hz
PPMCH 11.05000 pam/cn
HzCH 833.91664 Hz/cn
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Current Data Parameters

NAME 1387-1xf-414
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20670525
Time 9.39
INSTRUM av300
PROBHD  © mm ONP 1H/13
PULPROG 7930
o 32768
SOLYENT €oc13
NS 16
0s 0
SHH 5395.204 Hz
FIDRES 0.182059 Hz
AQ 2.7329011 sec
RG 12
Ow 83400 usec
OE £.00 usec
TE 300.0 k
01 1.00000000 sec
CHANNEL F1
3.00 usec
-2.00 d8
SFO1 300 1320862 MHz

F2 - Pracessing parameters
SI 32768

SF 300.1300122 MHz
WOW EM
538 a
L8 0.10 82
&8 0
PC 1.00

10 NMR plot parameters

X 20.00 ¢m

oY 12.00 ¢
F1P 10.000 ppm
F1 3001.30 Hz
Fap ~0.500 pom
2 -150.06 Hz
PPMCM 0.52500 ppm/cm
HZCH 157 56825 Hz/cm

Current Data Paraketers

§397-1xf-a14
EXpNO 2
PROCND 1

£2 - Acquisition Paraseters
Date., 20070525

Tise 10.15
INSTRUN av300
PADBHD 5 mn BN (H/13
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0s a
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Pz

[LE

PLi3

502 300 l312005 Mz

TF2 - Pracessing paraneters
s1 65536

5 764677536 MHL
wOH =Y

558 0

18 1.00 Hz

@ 0

C 1.40

10 NWR plot paraneters

o 20.00 om

oY 6.00 cm
F1P 220.500 ppm
Fi 1564064 Hz
Fap -0.500 ppir
2 3773
PPNCH 11.05000 pon/cm
HECH 233.91864 Hz/cn
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Current Datz Parameters
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F2 - Acquisition Parameters
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Current Data Parameters

NAME 1397-1xF 476
EXPNQ 1
PROCND 1

F2 - Acquisition Parameters

Date _ 20070728
Time 13.18
INSTRUM av300
PRAOBHD  § mm GNP 1H/13
PULPROG 2930
0 32768
SOLVENT CoC13
NS E
0s )
SWH 5995204 Hz
FIDRES 0.1B2959 Hz
49 2.7329011 sec
RG 256
on B3.400 usec
OE 6.00 usec
TE 300.0 K
o1 1 00000000 sec
CHANNEL {1
i
3.00 usec
-2.00 dB

SFO1 300. 1320882 WHz
2 - Processing parameters

sl 32768

SF 300. 1300122 #Hz
i €M

ssB [

i} 0.10 2

58 o

ac 1.00

10 NMR plat parameters

ox 20 00

oy 10.00 en
F1P 10.600 opm

€1 3001.30 iz

P -0.500, ppm

2 -150.06 iz
PRMCHM 0.52500 gpn/cn
H2CH 15756828 Hz/cm

Current Uara Parameters
HE 139717 -167
EXPND t
SROCNA 1

72 - Arquisition Farameters

date 20060120
Time 11.04
INSTRUM ava00
PROBHD 5 mm GNP 1H/13
PULPAOG 7930
0 32768
SOLYENT oc13
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o8 0
5995 204 Hz
SIDRES 0182959 Hz
aQ 2.7329011 sec
G 56
Dut 83 400 usec
DE 6.00 uset
TE 300.0 K
=1} +.00000000 sec
CHANNEL 1
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3.00 usec
-2.00 d8

SFOL

3001320882 MAz

F2 - Processing parameters

ST 32768

SF 3001300426 MHz
WOH 2]

SSB 0

8 0.10 Hz
3] 0

P 1.00

1D KMA plot parameters

X 20.60 <o
oY 7.00 cm
1P 10.000 pom
“1 3001.30 Hz
wop -0.500 ppw
2 -150.06 Hz
SAMCH ¢.52500 ppnicm
HICM 15756825 H2/cm
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2. HPLC and GC chromatograms
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Totals:
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T T
t * B * mve’
CN
NC \
o
L]
21816 e
22.673
__('——_—_
Ret. Time width
Result Time Cffaet Areca Sep. 1/2 Status
] (min} {min) (counts) Code (sec) Codes
49.9656 21.816 0.000 225432 BB 12.8 U
50,0344 22.673 0.000 225742 BB 12.1
100.000C0 0.000 451174
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________________ = - T T e
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