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2,6-Dimethyl-4-pentyl-1,4-dihydropyridine-3,5-dicarboxylic acid diester (6h)..........ccccviiiiirieiniicr e S31
3,3,6,6-Tetramethyl-4-Phenyl-3,4,6,7,9,10-hexahydro-2H,5H-acridine-1,8-dione (7@).........cccccveveviveiveie s S32
3,3,6,6-Tetramethyl-9-(4-methoxy-phenyl)-3,4,6,7,9,10-hexahydro-2H,5H-acridine-1,8-dione (7b)........ccccocvovviviivnienninnenns S33
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S2



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2012

General: All reagents were purchased in the higher quality available and were used without further purification.
Thin-layer chromatography (TLC) was performed on silica gel Fuss plates (Merck). All compounds were
detected using UV light. Melting points were obtained on an Electrothermal 88629 apparatus and were
uncorrected. Infrared spectra (FTIR) were recorded on a Perkin Elmer FT-IR 1600 spectrophotometer with a
KBr disk. *H and *3C nuclear magnetic resonance spectra at 200 Hz and 50.289 Hz, respectively, were recorded
on a Varian Mercury 200 MHz Spectrometer in CDCIl; and DMSO-ds with TMS as internal standard. The
chemical shifts are expressed as & values in parts per million (ppm) and the coupling constants (J) are given in
hertz (Hz). Electrospray ionization mass apectra (ESI-MS) were obtained with an ion trap, and the intensities
were reported as a percentage relative to the base peak after the corresponding m/z value. HRMS were obtained
in an Agilent LCTOF, a high resolution TOF analyzer with Windows XP based OS and APCI/ESI ionization.
The purity was obtained on a High Pressure Liquid Chromatograph 1090 series Il, column HPC-18. Microwave
equipment was a self-tuning single mode CEM Discover ™ Focused Synthesizer. All the spectrophotometric

data were acquired using an Spectronic® 20Genesys' ™.
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STANDARD 1H OBSERVE J
expl stdlh ~ 3
o 4
SAMPLE DEC. & VT :
date Nov 25 2008 dfrg 189.976
solvent €DCI3  dn H1
ile exp dpwr 30
ACQUISITION dof o
sfrq 199.976 dm nnn
tn H1  dmm c
at 1.992  dmf 200
np 11966 PROCESSING N
sw 3003.0 wtfile -3
b not used proc Tt =
bs 16 fn not used - e
tpwr 58 -
pw 7.0 werr <
di 1.000 wexp oS
0.0
T —r— [ —F— T — T[T T[T T
7 6 S 4 3 2 1 plpm
— E Y — e o
20.70 3.76 12.34 12.46 11.64
3.86 8.20 15.12 11.91
13C OBSERVE
exp2  stdi3c
SARPLE DEC. & VT
date Nov 25 2008 dfrq 189.976
solven cDCI3  dn H1
file exp  dpwr 42
ACQUISITION dof o
sfrg 50.289 dm vy
tn dmm W
at 1.500 dmf 16800
np 37450 PROCESSING
sw 12484.4 b 0.34
b not used wtfile 3
bs 16 proc ft s
tpwr 52 fn not used @
pw 5.7 S5
d1 0 werr
tof 0.0 wexp
nt 55555  wbs
ot 128 wnt
alock
gain not used
s .
11 n
in n
dj y
DISPLAY
. sp -215.3
wp 10384.0
vs 0
sc 0 .
we 250 ~
hzmn 41.54 5g
is 1284,95 3=k 4 @ ® @
rfl 1364.0 = ~3s H = b
rfp [] g e - @ P o
th 17 )4 - N 8~ 2 3 S
ins 100.000 - & 2 a - =
nm ph ~ - v : - ¥
< © o N
@ ®
S 2 5 <
© ° @ ~ g @
{ 2 =R o w s ®
] 5 T e 8 A =
w PN 2 2 7 <
2 < 3 -
K 3 o
i m i i1 “‘w‘ i) (1 iy b i i} 4 § ( F ) i " " . il ol i Vg o ki i m 1 N
e ‘J.lhl.m | " i i v i L gl

T T L e e I o e o o B N B o

180 160 140 120 160 80 60 a0 20 ppm
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STANDARD 1H OBSERVE N J
expl stdih ~ =
SAMPLE DEC. & VT T
date Nov 26 2008 dfrg 139.976
solvent cDC13  dn Hi
file exp  dpwr 30
ACQUISITION dof 0
sfrq 199.976 dm nnn
n Hi  dmm 3
at 1.992 dmf 2 <
np 11366 PROCESSING b
sw 3003.0 wtfile o
fb not used proc ft
bs 16 fn not used
tpwr. 58
pw 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
8 t 16
alock y
qain not used
5 o
n & ~
in n 6 ~ey
y B
DISPLAY Tro
sp -48.7 |
wp 1645.2
vs 261
sc . 0
we 250
hzmm 6.58
B s : .
" o <
e 2 32 3
th 2 16 Se a
ins 10b.000 .
nm cdc ph So
wn ~3 -
a e 3
N 7’ - o
S
8 o
A3 &
([
N L :
— v — —T v —  Ea— (—
7 6 S 4 3 2 1 ppm
e e i ] L i
7.34 8.35 7 10.92 11.54 11.84
1.85 3.59 11.88 13.98 11.55
13G OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Nov 26 2008 dfrq 199,976
solvent cDC13  dn H1
file exp dpwr 42
ACQUISITION dof 0
sfrq 50.289 dm yvy
tn €13 dmm W
at 1.500 dmf 10800 .
np 37450 PROCESSING 1
sw 12484.4 0.34 o
fb not used wifile «
bs 16 proc ft b
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp n
nt 55555 wbs 5
16 wnt it
alock @
gain not used B
FL -
n [
in n
y
DISPLAY @
-248.4 ]
wp 104004 -
vs 6
sc -
we o
hzmm 41.60 ~
is 1284.95 @ ~
rfl 1364.0 ° <
rfp [} > -
th ~ ; b1 S
ins 100.000 o o I S
> 2 o
nm N ] 22 2 T
o e r~es < b
N Se S la& o2
- ~oLY
a ° =
S © T ° a
L Q 4 o o o
2 - s g 48 s s
a ~ e T - jre -3
© > =
2 - [
M
i i T i i oy i kB o W i i bl T d
; b ! ; | ) 1 i e e ! | |
F . i i i Lyt . b IR ERTI b ki g ! vl e bl ]
A B B i w B e e T o o o T o o L I O 8 B A o e i o
180 160 140 120 100 -1 60 40 20 ppm
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STANDARD 1H GBSERVE
expl stdih
SAMPLE DEC. & VT
date Aug 27 2007 dfrg 199.976
solvent cDC13  dn Hi
file exp  dpwr 30
ACQUISITION dof 0
sfrg 199.976 dm nnn
tn Hi  dom c
at 1.992  dmf 200 © 4
np 11966 PROCESSING ] 3
sw 3003.0 wtfile = g
b not used proc i) 1
bs 32 fn not used
tpwr 58
pw 7.0 werr
di 1.000 wexp
tof 0.0 wbs
nt 1 wnt
3
alock b1
gai not used @
i n ,
in n
dp y
DISPLAY
-114.4
wp 1799.2
N vs
sc 0
c 250
hzmm 7.20
is 253.40
rf1 269.6
cfp
th 72
ins 100.000
- SR -
)
p—a — — .\_, — A 4
v, )
——_ - ——— 7" T T T — T T—T— T H——
8 7 1 5 4 3 2 1 0 ppm
P
3.04 6.32 3.00 10.14 24.60 10.27
2.98  3.31 6.07 8.94 10.67 10.67
13C OBSERVE
exp2 stdl3c
SAMPLE DEC. & VT
date Aug 27 2007 dfrq 198.976
solvent CDC13 dn H1
file exp dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn €13 dmm w
at 1.500 dmf 11300
np 37450 PROCESSING
sw 12484.4 0.53
b not used wtfile
bs proc ft
tpwr 52 fn 65536
pw 4.7
d1 o werr
tof 0 wexp A
nt 50000 wbs Dw 2
ct 896 wnt ol s
alock y an @ x4
gain not used ~ |2
. IS
i n
in n !
dp y
DISPLAY
sp -556.6
wp 11318.9
. vs 84
sc 0
we 250
hzom 45.28
is 500.00
rf1 1360.1
rfp 0
th 6
ins 100.000
Sw
nagwe
- ERET I
BB any o
ared ~ 82 P o BRages o 8
Sh8%an r8% g3 2 an 7@
Becal® " e TN . N m e
eSegon o = @ - 2 -
. R R A N - < w by S
o > =3 a S ©
® ~ - <
o ~ S 3 "’
a ] - 2
~
=
W i i A I i AR " I B g s i i i g
y . " ) . L ) Vo , ) i R "
L i e T T T LI 2 e L B e e B L L e
200 180 160 140 120 100 80 60 40 20 0 ppm
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STANDARD 1H OBSERVE
oo oand
expl stdlh e 2339
AMPLE DEC. & VT 9 T
date Hov 27 2008 dfrq 199.976 =
solvent CDCI3  dn H1 S
file exp dpwr 30 o
ACQUISITION dof 0
sfrq 199.977 dm nnn oo
tn H1 dmm wRs88y
at 1.892  dmf 200 " Fanne
np 11366 PROCESSING Do iaTe
sw 3003.0 wtfile Qo -
fb not used proc ft g
bs 16 fn not used
tpwr 58
W 7.0 werr
d1 1.000 wexp
tof 1000.0  wbs o
nt 16 wnt s
16 <
alock y
gain not used
il n
in n
P
DISPLAY
-38.9
wp 1838.4
vs 104;
sc [
we 250 4 ©
hzmm 7.3 < oo
is 3440.25 - <3
r1 425.6 ez
rfp
th 7 ~
ins 100.000 * S
mm cdc . >
2 < 25 W
2 SES
© R el
™
~
s
S
M d
S 9 o
°
© a | &
J | |
T T T T T T T T [T T
8 7 6 S 4 3 2 1 ppm
e i ) e i L L
3.36 6.66 18.40 15.27 9.47 '8.29
5.75 3.47 4.08 6.35 13.57 9.32
13C DBSERVE
exp2 stdl3c
£ DEC. & VT
date Nov 27 2008 dfrq 199.976
solvent c n Wi
fite dpwr a2
ACQUISITION dof o
sfrq 50.289 dm yyy
tn €13 dmm
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 b 9.
b not used wtfile
16 proc ft
tpwr 52 fn not used
pw 5.7
a1 0 werr
tof 0.0 wexp
nt 55555 whbs
ct 256 wnt
alocl
gain not used
i n .
in n
dp %
DISPLAY
sp -210.0
wp 10448.5
vs a8
sc 0
c 50 o
hzmm 80 g 3 -
is 1284.95 Ve b
r1 1604.4 @i e <
rfp 0 o~ s
th 3 . ~ '
ins 100.000
©
3 21
3 28
afow ] 2 Bt
3RS e o <
PR ] o <« o 5
TS0 CN 8 b3 a -
a2cs s Ta9 = S < 4
$533 I e Sz : : N
- - g =Y : o z o o g .
k4 g w S 2 o MR
< ~ > 8 3 S @~ | B
w T 3 s NS PR
E = 7 o= e
°
I
i
|

L e o o L e o e L e e e L L o o o L B B e e L ]

280 180 168 140 1z¢ 100 :1) 60 48 20 ppm
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STANDARD 1H OBSERVE
32 g
expl stdih @® S
SAMPLE DEC. & VT T 7
date Dec 11 2008 dfrq 19%.976
solvent CDCI3  dn H1
file exp dpwr 30 -
ACQUISITION dof ] 5= =
sfrg 199.976 dm nmn S e
tn H1 dmm c T 5
at 1.992 dnf 200 19
np 11966 PROCESSING
sw 3003.0 wtfile
i not used proc ft
bs fn not used
tpwr 58
v 7.0 werr
di 1.000 wexp
tof 0. whs
nt 16 wnt
ct 16
alock n
gain not used
i n ;
in n
dp y
DISPLAY
-78.5
wp 1879.1 -
vs <563 o 8§
sc e 4 !
we 250 S - -
hzam ?.52 wB LT Re
is . sg‘g.zaz NIRS <
rfl S 3.0 | NS0 <
rfp "o 0 ~
th ©
ins @0.000
nm cdc
®
2
H
w e 18
32 I=
w |2 °s |Tak
- Zo @ == 22
2 S5 8 el o S, 5 os
g ? 3 3 7
% NN - 2 3 e
y | ’ |
.
[T — e — T T T T
8 7 6 5 4 3 ppm
e e bt R — i L
7.80 4.40 8.79 12.1111.85
8.99 4.31 30.15 11.58
13C OBSERVE
exp2  stdisc
SAMPLE BEC. & VT
date Dec 11 2008 dfrq 199.976
solvent €DC13  dn
file exp dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1 0.34
fb not used wtfile
bs 16 proc ft
tpwr 52 fn not used
e 5.7 @
d1 0 werr 2 8
tof 0.0 wexp S .
nt 55555 whs s 0«
ct wnt o -
alock 1
gain not used
11 s :
n
in n ’
dp y
DISPLAY
-214.5
wp 10458.7
vs 88
sc s
c ~
hzmm 41.83 R 3
is 128495 - 5
1 1363.2 2 o -
rfp 2 2 s ° g
th 12 ~ ~ = E3 - g <
ins 100.000 1> N~ o °< - e
nm ph - < 8 g a~ @ D~ o
3 w2 ow S e Q «
2 T - ~ o @
2 g S s 2 i e N
2 s B sz H 3
» - - = B
2 © b b -
= s
I I i Atk 1 o i " g v
A o ; g " [ j L .
T o o B e B B A e e L L Bt T o T T T T T R A
200 180 160 140 120 100 a0 60 40 20 PL"‘
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STANDARD 1H OBSERVE
2 3
expl stdih 2 E
o d
SAMPLE DEC. & VT [
date Nov 27 2008 dfrq 189.976
solvent cDCI3  dn HL
file exp  dpwr 30
ACQUISITION dof 3
sfrg 198.976 dm nnn
tn H1  dom ©
at 1.992 dmf 200
np 11966 PROCESSING
sw 3003.0 wifile
b not used proc ft
bs 16 fn not used
tpwr 58
v 2.0 werr
d1 1.000 wexp
tof 0.0 whs
nt 16 wat
t 16
alock y
gain not used .
FLAGS R
n
in n
Y
DISPLAY
-85.0
wp 1680.8
vs a2
sC o
we 250 °
hzmm 6.72 2
is 1376.10 d
rf1 4356
rfp
th 3 PR
ins 100.600 8 e
cd; - 8e
B I B o e e R | —r— T
7 6 5 4 3 2 1 o ppm
Lt — et —— Iy et s
6.83 3.62 20.13 14.61 10.45
7.59 7.15 10.15 9.95 9.52
13C OBSERVE
exp2  stdl3c
SAMPLE DEC. & VT
date Nov 27 2008 dfrq 199.976
solvent €DCI3  dn Hi
file exp  dpwr a2
ACQUISITION dof o
frq 50.289 dm yyy
€13 dmm
at 1.500 dmf 0
np 3745 PROCESSING
sw 12484.4 0.34
fh not used wifile -
16 proc t 4
tpwr 52 fn not used IS
pw 5.7 s
d1 9 werr <
tof 0.0 wexp
nt 55555  wbs
ct 272 wnt
alocl - o
gal not used 2 2
it n S S
in n S -
dp Yy
DISPLAY
-215.6
wp 10351.2
vs 96 -
sc 0 H
we 250 2
hzmm 41,40 o -
is 128495 3 2 S
i 1364.3 ® S = 4
S
w s ERH 8 s
ins 106.000 . ne d
o ph 2 IN
s |~ @
3
© 38
2 o
= I N o
R Q
~ a = a
5 3 3
s ~ w s b
= = R B
w o bl
= e g
b4

R T —t i e o L e e e B T T T T LI

180 160 140 120 00 80 60 40 20 ppm
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STANDARD 1H OBSERVE L
expl stdih B
SAMPLE DEC. & VT s
date Nov 28 2008 dfrg 199.976
solvent €DCI13  dn H1
£ exp dpwr 30
N ACQUISITION dof 0
sfrg 189.3976 dm non
tn H1 c
at 1.992  dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
fb not used proc ft
bs 16 fn not used
towr 58
o 7.0 werr
a1 1.000 wexp
tof 0 whs
nt 16 wnt
ct 16
alock
gain not used
FL .
i1 n
in n
dp y
DISPLAY
sp -85.1
wp 1680.8
vs 200
s¢
we 250 o
hzmm 6.72 b
is 53241 S R
rf1 2316 4 R,
rfp o =9
th 7 N
ins 100.000 <
nm  cdc  ph
b 0
RT3 B
Teage s
< "ﬂf’
—— — T e S ey T
7 6 5 4 3 2 1 0 ppm
e —— — [
4.45 4.59 22.33
6.49 25.20 1.06 22.04
13C 0OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Nov 28 2008 dfrgq 198.976
solvent CDC13 dn H1
fite exp  dpwr a2
ACQUISITION dof 9
sfrq 50.28 dm yyy
tn dmm W
at 1.50 f 10800
np 37450 PROCESSING
sw 12484.4 0.34
fb not used wtfite
s proc £t
tpwr 52 fn not used
pw 5.7
di 0 werr
tof 0 wexp
nt 55555 wbs
ct 336 wnt
alock
gain not used
i n
in n
dj y
DISPLAY
~214.1
wp 10465.8
vs
sc 1] =3
we 5 53
hzom 41” g
is 1281.95 88
rfi1 1362.8
rfp ~
th 3 “So
ins 100.000 ® w | 25 ang
o ph H 2| 2e PEE
: A 2% &A=
b @ <
- -
s - o S ~ 2 8 - s
4 2 s in e = I~ © S
© i @ ; ~ Neo o 3 <
-4 T : < ~ - Rge H =4 <
i 3 5 3 s 2 H o - T
e 2 S r o bl
=
B B B e e A an m e o A S e o a o o
200 180 1680 1490 120 100 80 60 49 20 ppm
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STANDARD 1H OBSERVE
wod e °
expl stdih ITANG 2
SAMPLE DEC. & VT ARk el i
date Nov 29 2008 dfrg 199.976
solven CBC13 ~dn H1
file exp dpwr 30
ACQUISITION dof o
sfrg 199.876 dm nnn
tn H1  dmm
at 1.992 dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
fb not used proc ft o
bs 16 fn not used ;m
tpwr 58 (R
W 7.0 werr ~
dl 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock
gain not used
i1 "
in n
dp y
DISPLAY
sp -83.2
wp 1684.8
vs 490
sC 0
we 250
hzmm 6.74
s 761.14
rfi 493.8
rfp ] -
th 3 S ol
ins 100.000 < ,,,g
nm cdc ph - :2
2s
a
3
<
s
S N
o : < ?
E Ji 5 R f
2 3 -
0 b4 5 © 0 - 3
~ « . 3 -
o 2 L 1 24 82 a3y
N 2 o~ o ° e Soa
: o N T
~ e ~ T
* | f
e————— T ] — e S
7 6 5 4 3 1 ¢ ppm
= i e =
3.68 3.28 55.24
7.51 20.93 9.41
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Nov 28 2008 dfrg 199.876
solvent ©OC13  dn H1
f exp dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm W
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1b 0.34
b not used wtfile
bs 16 proc t
tpwr 52 fn not used
pw 5.7
di ¢ werr
tof 0.0 wexp
nt 155555  whs
ct 368 wnt
alock
gain not used
i n s
in n
dp y
a
]
th 7 s .o <
ins 100.000 5.5 $82a92 T
nm ph g;”’. noen B
~Se eR¥lgnsde 37
- §R0SSNINE ST
0 o8 - S
P . 5 -
- = o o
2 4 K3 ™
- :
et F 3 08 o
s ~ PR 3 = 2
> 5 d =
< g s = w
£ < 3 -
2

T
180 160

LI S e e

140

L e e I A O ¢

120

100

S LA 2 oo o o o T T o e w2 e e R

80

60

40

20 ppm
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STANDARD 1H OBSERVE
i 4
expl stdlh £33 E
SAMPLE DEC. & VT S ki
date Dec 6 2008 dfrq 199.976
solvent €DC13  dn H1
exp dpwr 30
ACQUISITION dof 0
sfrq 199.927 dm nnn
n H1  dmm c
at 1.992 dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs 16 fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof 1000.0 whs E4
nt 16 wnt B
ct 16 :
alock i
gain not used
i n .
in n -
dp v w0
DISPLAY =3
sp -83.6 ~
wp 13856
vs 557
sc 0 -
we 250 0
hzmm 7.98 - =S
is 944.89 ~ ©
1 432.6 s
rfp 0 32 o
th 7 - 88
ins 100.000 s <o
nm cdc ph e
< ~
=3
S o
« 5 LB @ "
Se P34 M 0I% e bS]
PR haRE8e o 5 oh3ne EAL TN =
on S R 2= Beaag 2S8an
55 "~ I s My o E¥23]
3 < Viee
B} [ i
,)\ A J
—— T —— T : — ———
9 8 7 6 5 4 3 2 1 ppm
o L s ot e e
5.62 4.46 7.57 18.20 12.03
9.10 10.18 10.34
/
13C O0BSERVE
exp2 stdiSc
SABPLE DEC. & VT
date Dec 6 2008 dfrg 199.976
solvent cDC13  dn H1
fite exp dpwr a2
ACQUISITION dof ¢
sfrq 50.289 dm yyy
tn dmm 1%
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1b 0.
fb not used wtfile
bs 16 proc t
tpwr 52 fn not used S
o 5.7 b
d1 0 werr ~
tof 0.0 wexp S -
nt 55555  wbs E
ct 454 wnt ~
alocl @
gai not used «
n ©
in n e |3
dp y ? S e
DISPLAY s [»
-317.7 & <
wp 10382.8
vs 84
sc 0
we 250
hzmm 41.53
is 1284.95 ©
rf1 1617.5 =4
rfp ] © - g
th 11 < @ S <
ins 100.000 - “ s22
nm < 3 2 R s
~ - < o
S SR o o 2
- R 3 a9 25
S T 2 -
<
© 3
kS S
) °
- a5 e s < 5 2
o~ ~ N w o © @
3 5 s a s g 2
~ ST - < B
g & =E - .
3
4 1 1 4 4 | B i i ‘
L L LR L At e AT H bl U BB LRl FORAL I WA L R
i Hm..‘.nuu.l‘wl.;.u.iH\‘ i gty bbby i isatls s b 0 i bttt il b e il il il b0 a0 b L
180 160 140 120 100 80 60 20 ppm
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STANDARD 1H OBSERVE

g
expl stdih g
SAMPLE DEC. & VT q
date Aug 15 2007 dfrg 188.976
solvent CDC13 n H1
e exp  dpwr 30
ACQUISITION dof [
sfrg 199.976 dm nnn
tn H1  dmm c
at 1.992 dmf 200
np 11366 PROCESSING
sw 3003.0 wtfile
fb not used proc ft
bs 16 fn not used
tpwr 58
0 werr
d1 1.000 wexp
tof 0 whs
nt 1 wnt
ct 2
alock N
gain not used e
11 n .
in 0
dp y
DISPLAY
sp -71.5
wp 16705
vs 343
sc 0 -
we 250 2 -
hzmm 6.68 : a
s 500.00 o -
Ff1 496.0
rfp
th
ins 100.000
o ph
- —
_ o | AN S
— — T — T
7 6 5 4 2 1 ppm
e e — — S P S
9.49 3.83 a1 28.68 4.13
7.93 3.68 12.37 8.77 13.21
13C DBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Aug 15 2007 dfrq 198.3976
solvent cbc dn H1
1e dpwr 42
ACQUISITION dof 0
frg 50.288 dm yyy
tn €13 dmm W
at 1.500 dmf 11300 ~ -
np 37450 PROCESSING = =3
sw 12484.4 wtfile “t <
fb not used proc 1p « s
bs 16 fn 65536 o b
tpwr 52 2
pw 4.7 werr -
d1 0 wexp o
tof 0 whs -
nt 50000 wnt
ct 1088 o
alock <«
gain not used ©
o B
il n S
in n g
dp y BN <
DISPLAY ~| <
-1362.4 o~ -
wp 12484.0 0
vs w
sc
¢
hzmm 49.34 o
500.00 @ «
rfl 1362.8 ~ =3
rfp i 2 2
th 10 = w
ins 100.000 w o w
. ph 23 2 g
~ < ;
& a3
S
©
- 4
= - - b
k4 © 2 - B
2 N o= 2 E
- F Sa 29 @ 7
” R 1 - ~
o S
g g 3 =
3
3
~
&
3
~
il 1 W ! 1 ’ | hul 1 i WLt b il ihe 1y L " s o I b R oy e,
. . B ki [ L | T TR s T YR
Vi k0 Bl b il il e, Gl Lt il i b i Vil i
200 180 160 140 120 100 80 68 48 20 8 ppm
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STANDARD 1H OBSERVE
expl stdih
SAMPLE DEC. & VT
date Aug 28 2007 dfrq 199.576
solvent €DC13  dn Hi
fite exp  dpwr 30
ACQUISITION dof 0
strg 199.976 dm nnn
tn H1  dom c
at 1.992 dmf 200 - d
np 11866 PROCESSING S 3
sw 3003.0 wtfile " 9
b not used proc 1 9
bs 32 fn not used
towr 58
pw 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt 1 wnt
ct 1
aloc y
gain not used -
i1 n =
in n -
dp ¥
DISPLAY
-82.8
wp 2142.3
vs 34
sc ¢
c 250
hzmm 8.57
s 744,19
rfl 465.9
rfp 0
th 61
ins 100.000
o ph
:l :k ._.} .;L .:J T /)r / / ]
T T — T — 7 T ——
10 9 8 7 6 5 4 3 2 1 ppm
f— - R
4.90 3.03 ?7.99 8.32 27.43 12.51
. 4.48 10.23
13C OBSERVE
exp2 stdl3c
SAMPLE DEC. & VT
date Aug 28 2007 dfrq 199.976
solvent cDC13  dn W1
file exp dpwr 42
ACQUISITION dof [
sfrg 50.289 dm yyy
€13 dom W
at 1.500 dmf 11300
np 374 PROCESSING
sw 12484.4 0.47
b not used wtfile
bs 16 proc ft
tpwr 52 fn not used
pw 4.7
d1 0 werr
tof 0 wexp
nt 56000 wbs
ct 876 wnt
alock 8
9ain not used a2ex
S EX
i1 n . aRR
in n ~n
@ y
DISPLAY -
sp -473.2 o
wp 112862 T
vs s
sc 0 =
we
hzimm 45.14
is 500.00 3
rfl 1359.4 ®
rfp ©
th 9 ]
ins 100.000
. no ph °
S
S
=
@ 322 °
2 &3S o 8
w t ? a o
b 5 8 z 258 Se
~ S - [ S8 - e
S 6 = o
® i pe T2 3 = o8 e 3
2 g s 3 2 23 -
a - w5 - - | P
- - 2 o~
2
S
s
t
il Lt e Lt il i 1 il i _“‘. { i )
. I ) ) PR i . " i "
nvuu“..‘,..”, T T T T L B e B A A T T T T T T T T T T T S o
200 180 160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE

o
expl stdih 4
SAnPI DEC. & VT 9
date fDec 9 2008 dfrg 139.576
solvent CBCI3  dn W1
file exp  dpwr 30
ACQUISITION dof 0 S
sfrq 199.977 dm nan %’g
tn Hi  dmm c o
at 1.992  dmf 200 o
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs 16 fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp ~
tof 1000.0 wbs ]
nt 16 wnt =
ct 16
alock
gain not used
FLAGS .
i1 n ,
in n
dp y
DISPLAY
or38.5
wp 58,0
vs Lt
scC @
we 250
hzam 7.84
is 33p4. 2 b
rfl naz.1 2 fw °
rfp - IS e
th - <
ins 106.000 ~ s
nm cdc  ph ERR 23 t
PNP-E S 3
] o o
P 8 ®
w» 2 o
s 3 g I
@ <3 7=
~ o e
= 3 -
e o
b o
lj
u J L
T T T e T T — T
9 8 7 6 5 3 2 1 ppm
- B by et
a.57 4.28 4.26 20.22 12.46
4.19 3.12 10.00 3.30
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Dec 9 2008 dfrg 199.576
solvent cDCI3  dn H1
exp  dpwr a2
ACQUISITION dof 0
sfrq 0.289  dm yyy
tn €13 dmm W
at 1.500 dmf 10800 ® o
np 37450 PROCESSING 253
sw 12484.4 b 0.34 awe
b not used wtfile ooo
bs 16 proc ft @
tpwr 52 fn not used
pw 5.7
a1 0 werr
tof 0.0 wexp
nt 55555 whs
ct 16 wnt
alock
gain not used
i1 n 3
in n 8 - "
dp y s < B
DISPLAY Se " g
b 1938518 2= 9 R
wp : @ - V3
vs 116 ~ @ o 1
sC o a2 3 @
we 250 = M < 2 S 3
hzam 1.5 ~ o oo 2 1
1284.95 @ a o ©
rfd 3611.3 - 3 - °‘_:g w s
:zﬁ 1986.7 3 3 R 538
1 100.000 k4 = o
nﬁ ph a paf Baa
”
2
S
a —
g »
N o
s s
2 E
s
S

26.151

H [t A ALK KL i, CTHET ) L LA e : R BRid ki
oG 0 s 02 o i il i, i
188 160 140 120 100 80 60

Y B IR LA
L biiobidi i!m‘nmi“uk g bk il b
20 ppm
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STANDARD 1H OBSERVE -
expl stdih 3
DEC. & VT S
date Aug 30 2007 dfrg 199.976
solvent cDCI3  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 198.976 dm nan
tn H1  dmm ¢
at 1.992 dmf 200
np 11866 PROCESSING
W 3003.0 wtfile
fb not used proc ft
bs 16 fn not used
tpwr 58
pw 7.2 werr
d1 1.000 wexp
tof 0 wbs
nt 1 wnt o
ct 1 =
alock o
gain not used
. °
2
i n 2 3
in n =
dp Yy K
DISPLAY >
sp -142.6
wp 2075.2
vs 959
sC
we 250
hzmm 8.3
is 817.67
rel 458.6
rfp
th
ins 100.000
PR Ci
f r
S J ,, ]
i 1
,,,,‘.‘.‘.,..,‘.\;,y‘.,,,.yy,;.,.,“,.|,.;‘,,.,y',*‘.
9 8 7 6 5 4 3 2 1 ppm
— -
3.43 3.54  3.61 13.61 24.60 34
3.44 6 3.29 11.39 5.42 10.18
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Aug 30 2007 dfrq 199.876
solvent cDC13
file exp dpwr 42
ACQUISITION dof 0
sfrq 50.289 dm yyy
t't‘ 1 (5:32 d'M; 1130:
a . -
np 374 PROCESSING N8 S
sw 12484. 0.47 e~ e
fb not used wtfile 0~ © o
bs 16 proc ft i '
tpwr 52 fn not used
pw a.7
d1 0 werr
tof 0 wexp
nt 50000 wbs
ct 1856 wnt
alock
gai not used
i n
in n
dp y
DISPLAY
sp -1358.2
wp 12484.0
vs 130
sc
we 250
hzmm 49.94
s 500.00
rf1 1358.5
rip
th 10
ins 100.000
nmo ph
p=3ry
o o as
S dw ] © oS
o3 M awod 23
wisa o 93 o 288%% s
533 3 S8 Soong 23
© TmT e ] N ™ owm® oS
@ 3 s < > s o 815
H S « -4 g -
= H H 3 R
s 5 & 5 H
w ~ 2
k4 K i
i i i J A I ; " i gl it " e "
e T B N R L AS e LU S ¢ : A R ER R e R B
280 180 160 140 120 100 80 60 40 20 0 ppm
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STANDARD 1H OBSERVE
4
expt stdih - - g
SAMPLE DEC. & VT . s 9
date Dec 11 2008 dfrq 139.976 ~ o
solvent cDC13  dn Bi
file exp dpwr 30
ACQUISITION dof 0
sfrg 199.976 dm nnn
tp H1  dmm c
at 1.952 dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft "
bs 16 fn not used e
tpwr 58 i
v 7.0 werr <
d1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock
gain not used
FL
n
in n
¥y
DISPLAY
sp ~42.5
wp 1842.8
vs 57
sc
we 50 o o
hzmm 37 Se © o
is BF78 T 2 IS
1 4 A~ S o2 -2
rip 2970 = LI z
th © 5 5 < &
ins 0f.000 20 |
mm cdc ph
@
z @ o
: EE3 I S I~
w 24 B > | S
= Ll ee s |3
° o | o 38 3
0 < &= 9 9
= BN o ;e -
® R N <« 3
in e L3 5
~ @ ) e
2
3
| J 1
L s e e A N B e A S ——— T T
8 7 6 S 4 3 2 1 ppm
oy e E L —
9.96 4.31 2.92 15.04
7.96 3.75 39.08 11.98
13C OBSERVE
exp2  stdisc
SAMPLE DEC. & VT
date Dec 11 2008 dfrg 199.976
solvent €DC13  dn Hi
ile exp  dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm W
at 1.500 dmf 10800
np 374 PROCESSING
sw 12484.4 1b 0.34
fb not used wtfile o
bs 16 proc ft ©
tpwr 52 not used - :
pw 5.7 ©° Qe
a1 werr = =
tof 0.0 wexp ©
nt 55555 wbs S
ct 304 wnt
alock
gain not used
i1 n
in n
dp y 4
DISPLAY 3
sp -214.5 s
wp 10368.0 v
vs 88
sC o
i s :
Zmm . s B
is 1284.95 NS < =
rfi 1363.2 NEa © I
rfp Nen 2 3 2
th 12 3 ® ~ = = -
ins 100.000 w5 @ ~ s
nm ph 3 ~ @ - ~
< ~ 0 o © 3| «
. - o = -
S T i P 2 S
] s 3 © E 2 P
4 e B © < 5] b4 I
™ ? S 8 o S : &
2 - LR -1 O ?
~ @ s 7 oS 3 N
- - o o s g
E B [ .
3 M 3 o
s @
o
i
l ! { I il
oty b ’ ! ! j ; i ol v
i ’ | | . i " N B :
k Ll 4 i " I i (k) i
L 0 e e B L e o R AL A e
180 160 140 120 100 80 60 40 2 ppm
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STANDARD 1H OBSERVE

E
expl stdih g
SAMPLE DEC. & VT 9
date Aug 18 2007 dfrg 199.976
solvent €DC13  dn HL
file exp  dpwr 30
ACQUISITION dof 0
sfrg 198.976 dm nnn
tn H1  duom c
at 1.992  dmf 200
np 11966 PROCESSING o
sw 3003.0 wtfile &
b not used proc 1 M
bs fn not used
tpwr 58
oW 7.0 werr
d1 1.000 wexp -
tof whbs
nt 16 wnt
ct 16
atock
gain not used
FLAGS .
i1 n
in n
dp y
DISPLAY
sp -133.1
wp 1784.9
vs 1546
sc 0
we 250
hzmm 7.14
is 9882.54
rf1 435.5
rfp 0
th 86
ins 100.000
. ph
— T T T T — T . T
8 7 6 4 2 1 -0 ppm
JE—
65.41
34.59
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Aug 18 2007 dfrg 199.576
solvent cDC13  dn H1
i1e exp dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn 13 dmn w
at 1.500 dmf 11300
np 37450 PROCESSING
sw 124844 .
b not used wtfile
bs 16 proc ft
tpwr 52 fn 65536
pw 4.7
d1 0 werr
tof 0 wexp 3
nt 50000 wbs s
ct 1664 wnt <
alock
gain not used
i1 n
in n a es
dp y R
DISPLAY ~on
sp -1362.4 N3
wp 124840
vs 86
sc [
we
hzom 49.94
is 500,00
rf1 1362.8
rfp 0
th 5
ins 100.000
nm ph
©
2
-o &
M ©
Eh 3
CET I BT
5 G def o
38 =
-4 ~ Q-
4 ~ b
4 8 =
© - ~ a
5 2 3 3
o ® - <
@ © - b E}
= | et S
s
2
! " o 3 i 4 ' by | ial il
I e I o B L A I B e I IR B AL B B i B e N A S I S o s
200 180 160 148 120 100 a0 60 40 20 6 ppm
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STANDARD 1H OBSERVE

aao 4
expl stdih X E
SAMPLE DEC. & VT 99 9
date Dec 1 2008 dfrg 189.976 /
solvent cDCI3  dn H1
ite exp  dpwr 30
ACQUISITION dof 0 o
sfrq 199.376 dm ann S
tn H1  dom c =
at 1.992 amf 200
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs 16 fn not used
tpwr . 58
pw 7.0 werr
d1 1.000 wexp
tof whbs
nt 16 wnt
ct 16
alock n
gain not used
i1 n
in n
dp y @ |
DISPLAY =]
sp -85.8 ? &
wp 1683.0 A ™
vs 568
sC 0 o
we 250 o
fem 299508 s
is . Do M
Ff1 483.0 aoy 22
f =] an
It .2. Sea a7
ins 100.000 .
mm cdc ph 3z
23
2 .
S T
< o3 -
2 ©
whBIS 2 3
2580<y 2 4
© engw =3 o~ o
- AP :
o R < 5
S M 2
- 3 k\ N
= ©
S
N j
[ e T — 7 e T — —
7 6 4 3 2 1 8 ppm
[—— [ — -
4.29 25.69 39.37
11.50 8.16 10.89
13C OBSERVE
exp2  stdi3c
SAMPLE DEC. & VT
date Dec 1 2008 dfrgq 199.976
solvent €OC13  dn H1
fite exp  dpwr 42
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm w
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 0.34
b not used wifile
bs proc ft
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp
nt 55555  wbs
ot 208 wnt
alock
qain not used
n
in n
dp y
DISPLAY
-198.5
wp 10443.4
vs 37
sc o
we
hzmm 41227
s 1284.95
1 1352.4
rfp
th 8 @
ins 100.000 cony28d o s
e < o SBZARTC < 3
BRI e 2% ?
2 s 2828387 = Kt
Ung © he <
N ] a0 -
< - 5
4 3 ~ o 5 “ a
2
< 2 2 I
- @ i 3 3
> a - < v "
- e w < = o
- 2 4 @ 3
] S
|
r Tt ™ i T " i i i o i i i i ’ )
e B e e o B man s e T T - T e
200 180 160 140 120 100 80 68 a0 20 ppm
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STANDARD 1H OBSERVE
o < s
expl stdih a8 ] e
SAMPLE DEC. & VT T - o
date Dec 8 2008 dfrq 199.976
solvent ©DC13  dn H1
file exp  dpwr 30
ACQUISITION dof 0
sfrg 199.976 dm nnn
tn Hi  dmm c
at 1.992 dmf 200
np 11866 PROCESSING
sw 3003.0 wtfile
b not used proc Tt
bs 16 fn ot used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock
cain not used
S .
i1 n
in n
dp y
DISPLAY @
-88.7 e EE
wp 1686.6 w® ]
vs 1136 Re A
sc [ < B3 o
< Tagg
-3
o
Sw
3] wh
=2l 83
t o
s
. o b
2 38 .=
s e T
S B
0 ppm
36.22
4.39 8.70 . 12.78
13C OBSERVE .
exp2 stdidc
SAMPLE DEC. & VT
date Dec 8 2008 dfrg 199.976
solvent €DCI3  dn Hi
file exp  dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn Ci3  dam W
at 1.500 dmf 10800 w .
np 37450 PROCESSING S
sw 12484.4 b 0.34 i
fh not used wtfile ~
bs 16 proc ft S
tpwr 52 fn not used
oW 5.7
d1 0 werr
tof 0.0 wexp
nt 55555 whs
ct 176 wnt
alock
gain not used
i1 n
in n
dp Y
DISPLAY
~229.7
wp 10382.8
vs 03 s
sc S
we -
hzmm 41.53 7
s 1284.85
rf1 1363.6 - 8
rfp 2=
th 1 b © o
ins 100.000 b o 3
nm pl R ~3
H N 5
B ®o
o < o8
a 33 .88 S
= S¥ o - S
A -
- cw © 2 <
pr 28 2 3
- - @
g H o33 =g g b
> 2 e g o o
- ~ o . . w
2 N S . 4 e 2
- - o % o
< S
s 3
& i 1 d g} 4 | RN ! e i . 4 4 i bt b4 |
| m w . i b " _— | i B ki | L
e I B e B A o B L B o B e e T e S o L L
180 160 140 1z0 100 80 60 40 28 ppm
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STANDARD 1H DBSERVE

o °
expl stdih B H
SAMPLE DE vT 7
date Dec 8 2008 dfrq 199.976 »
solvent €0C13  dn H1 =
file exp dpwr 30 @
ACQUISITION dof 0 @
sfrg 199.977 dm nnn
tn H1  dmm
at 1.932  dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs fn not used
tpwr 58
W 7.0 werr
1.000 wexp
tof 1000.0 wbs
nt 16 wnt
t 16
alock n
gain not used
X FLAGS . -
i .
dp y B Nas
DISPLAY THe
-45.8 e
wp 1922.7
vs 158
sc o
we 250
hzmm 7.6
s 774.94
rfl 442.1
rfp
th - 5
ins 2 100.000
nm cdc fh
b4 o
&
I - 4
9 SEL i
L3-54 =T -
Red e
Rew | n & <
PR3 R 302
-3 < : ) o B
8 g = <8 s E
< o ~ - e
o T
T I B B e R e B e S LA, B e e e S i '
9 8 7 5 4 3 2 1 ppm
B o e w G — e
2.95 3.663.68 7.04 .34 10.08
3.44 2.62 3.43 10.04 33.29 10.43
13C 0BSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Dec 8 2008 dfrq 193.976
solvent €DC13  dn H1
file exp  dpwr a2
ACQUISITION dof
sfrq 50.289 dm yyy
tn C13  dmm W
at 1.500 dmf 10800 .
np 37450 PROCESSING ae®
sw 12484.4 0.34 b
fb not used wtfile mog
bs proc ft oo
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp
nt 55555  wbs
t 448 wnt
alock y
gain not used
i1 n
in n
dp Y
DISPLAY.
sp ~209.9
wp 102621
vs 116 3 o
sc [ s
we 250 o ©
hzmm 41.05 2 2
is 1284.95
rf1 1630.7
rfp
th 3
ins 100.000
nm
a s
8o w 2 e 3
5 23R 9 -~ 2 2 g ERA
2 ] - 2 3
& o 9835 = R = s s38g
> S b4 ] S s = . 2 < P58 2
kS g 2 8 23] o 2 S50 S
b w o= «© ™ W o N
P e 2 - 2 8 s
K = ER - “ 8 S
- w o
S
3 |
IS
: 1“
=
\“
(i
I
1\
ik g TRIrT I | T R Ly w1 Foda o : g "
il ol i MMNWMMMM‘MMWMILMMIM bl oo, i, 4
180 160 140 120 100 86 60 40 20 ppm
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STANDARD 1H OBSERVE

ysm nogcenn
expl  stdlh S8 PR
SAMPLE DEC. & VT T T
date Dec 9 2008 dfrg 199.976 I\
solvent cDCI3  dn H1
exp  dpwr 30 T
ACQUISITION dof 0 22ss
sfrq 199.977 dm nan L et
Hi  dmm N
f 200
PROCESSING
wtfite .
proc ft -
\ not used s
werr :
wexp
whs
wnt
28
ws ~
© o =
r ~
5 e 1 5
ins 100.000 29 g
nm_ cdc ph eee
o
. 3 428
b © < -32%3
< = e PERATX
- : 0e L3 o o
b A " N ESEY
G i4 9 Ry
T %
< °
" J \
T T T[T [T
9 8 7 6 5 4 3 2 1 ppm
o - e e - e et
3.25 3.603.61 30.64 9.62
3.47 3.4z 3.50 4.67 9.85 10.73
13C OBSERVE
exp2 stdi3c
\MPLE DEC. & VT
date Dec 8 2008 dfrg 199.976
solvent €DC13  dn H1
file exp  dpwr a2
ACQUISITION dof ]
sfrg 50.289 dm yyy
tn C13  dmm W
at 1.500 dmf 10800 ~oo
np 37456 PROCESSING N o ©
sw 12484.4 1b a.34 2L
b not used wifile o ow
16 proc ft ®oo
tpwr 52 fn not used
pw 5.7
a1 0 werr
tof 0.0 wexp
nt 55555 whbs
ct 384 wnt
alock
gain not used
S .
i n
in n
i y
DISPLAY
-194.4
wp 10262.1 2
vs 116 S o~
sc o N
< 250 < “
hzmm 41.05 3
s 128495 -
rf1 1630.3 © an
rfp 0 N -]
th 10 - ‘<
ins 100.000 3. S ==
nm “a <
w [V« o ~ @ 2
o33 5 b
w2133 g3 = ® - pns o
w2 & wad 3 ® 2 558, 2
~ ~ =2 o [ a = © -
I s H 2 = 3 s SgeS R
@ < g @ S EE P
- ~ - N s
a2 2 ] o
i o~
s
2
<
v

LR L R LA Rl A A il o Rl d T, Lk ki Rtk i‘ el i i
A i el b ot bkl o et s il i)
180 168 1480 120 100 30 60 40 20 ppm
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STANDARD 1H OBSERVE
oo E
expl stdih 5 E
SAMPLE DEC. & VT T 9
date Oec 5 2008 dfrq 199.976 IJ
solvent CDCI3  dn H1
file dpwr 30
ACQUTSITION dof [
fro 199.976 dm nnn
tn Hi  dmm
at 1.992 dmf 200 N
np 11366 PROCESSING =522
sw 3003.0 wtfile Nse®
fb not used proc ft datds
bs 16 fn not used L
tpwr 58
W 7.0 werr
d1 1.000 wexp
tof 0.0 whs
nt 16 wnt
15
alock n
gain not used
FLAGS .
i1 n
in n
dp ¥
DISPLAY
sp -40.4 on
wp 1555.8 pee
vs 296 1% e
sc 0 . Qe
we 250 =1
hzam §.22 @
is 331.60 -
rfl 431.2
rfp
th 5
ins 100.000
nm cdc ph
ain
S S
s |3
e le
I
w
2
2
» 0
© ©
N /\/
T T ——— T — —— T T
7 6 5 3 2 1 ppm
[
6.33 13.29
9.92 38.74 26.79
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Dec 5 2008 dfrq 199.976
solvent coc13  dn HL
ile exp dpwr a2
ACQUISITION dof ]
BG 0.289 dm yyy
tn C13  dmm
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 0.34
b not used wifile
bs 16 proc ft
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof GSzd vexp
nt 55555  whs =
336 wnt 42889
alock IRmCT
qain not used oo A
. ey
i n
in n
dp y ©
DISPLAY 2 P -1
sp -198.5 - - °
wp 10352.7 b CnSal S
vs 73 Sy <
sc s
we 250 !
hzmm 41.41 s 3 < &
is 1284.95 ~.2 - 228
rf1 1362. ~R > 282
rfp ~asR " 2R
th 12 ~ w 28
ins 100.000 M
. ph ;
[ - @ 2
: @ ~
= s 28 3 F
~ o 4 : oo
o - o) ~ g [~
]
s S I
? b
m s
o]
Liolt i il 3 " . | e i [ f ] IR : "
A B e e e e o L e B e RAS o o e o o b L AR o B i o i T
180 160 140 120 100 86 60 40 20 ppm
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STANDARD 1H OBSERVE
© < E
expl stdih & bS] E
SAMPLE DEC. & VT 9 N T
date Oct 15 2008 dfrgq 199.976
soivent €DCI3  dn Hi
exp  dpwr 30
ACQUISITION dof 0
sfrg 199.976 dm nan
tn H1  dom <
at 1.992 dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs 16 fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof .0 wbs
nt 16 wnt
ct 16
alock
gain not used
FLAGS
i n
in n
dp y ©
DISPLAY S
-82.1 b
wp 1680.8 ~ |z
vs 234 S
sc -
we 250
hzam 6.72
is 375.21
1 436.7
rfp [
th 17
ins 100.000
m_ cdc ph
~
»
N
~3
9 g
S
<
— -
-
e ,j' A A
— T — — — T
7 6 5 4 3 2 1 0 ppm
e — e e e et
21.92 4.39 25.60
5.63 17.40 25.08

13C OBSERVE

exp2 stdl3c

SAMPLE DEC. & VT
date Oct 15 2008 dfrg 199.576
soivent CDCI3  dn H1
file exp dpwr az
ACQUISITION dof [
sfrg 50.289 dm yyy
tn €13 dom w
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1b 0.34
fb not used wtfile ~
bs 16 proc ft 2
tpwr 52 fn not used I
pv 5.7 =R
d1 o werr o
tof 0.0 wexp S
nt 55555 whs -
ct 208 wnt
alock
gain not used
S
il n
in n
dp ¥
DISPLAY
sp -509.0
wp 9563,
vs 83
sc .0
we 250
hzmm 38.25
is 1284.95
rf1 1362.4
rfp 0
th 11
ins ©100.000
m ph
~
S o
~ »
~ o 7
H 2 2
K
<
=

126.102

104,137

59.721

14.252

19.495

39.665

77.686
0.000

7.049
\-76.413

L S e o e B ML B e e e e B LA B e 2

T
a0 60 40 20 0 ppm
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STANDARD 1H OBSERVE

expt stdih 3
&
SAMPLE DEC. & VT - .
date Oct 22 2008 dfrq 199.976 2
solvent ©DC13  dn H1 S H
ile exp  dpwr 30 S o
ACQUISITION dof [ 2
sfrg 195.976 dm fann
tn H1  dmm
at 1.952 dmf 2
np 11966 PROCESSING
sw 3003.0 wtfile
b not used proc ft
bs 16 fn not used
tpwr 58
P 7.0 werr
a1 1.000 wexp
tof 0.0 whs
nt 16 wnt
ct 16
alock vy
gain not used
S .
i1 n s »
in n ~
dp y S
DISPLAY . : -
-45.7 ~
wp 1724.0 5 =
vs 128 . ES
sc - <
we 250 [l
hzmm 6.30
s 2452 .64
2} asz.8:
rfp
th S © W
ins 109.000 agale
nncdc ph - 588553 -
= 25 SeYeTw s 7|2
2 1 < R | o
H c® - e i
~ =
B
e
= B
3 T
<

— T T ey T
8 7 6 5 4 3 2 1 ppm
— — o Lt
8.14 9.14 13.73 12.83 12.55
9.29 8.92 12.27 13.12
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Oct 21 2008 dfrq 198.976
solvent CDC13  dn H1
file p dpwr 42
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn w
at 1.500 dmf 10800 o o
np 37450 PROCESSING o8 2
sw 12484.4 1 0.34 g 2
b not used wtfile an a
bs 16 proc ft i =
Tpwr . 52 fn not used
o 0]
d1 0 werr
tof 0.0 wexp
nt 55555 whs
ct 176 wnt
alock
gain not used
S .
1 n ;
in n ’
dp y .
DISPLAY
sp ~1360.5 :
wp 12484.0 -
vs 114 » S
sc Se Sn
we 259 cq LT
hzmm 49.94 on =5
is 1284.85 b= a
el 1360.9
rfp
th 8 2
ins 106.000 5 ©
o ph 2 ~ @
38
~ o~ n -
SnS ® © 9 3
- oc®m 3 le T - A
23 s o@ e T 3 L3
2% A P -
28 |% LI R.s
8 [ o
- -
°
S
g
I <

T T BN S N 0 L 420 L 000 010 ot 0 0 0 0 A 2 2 B S B L B

200 180 160 140 120 100 a0 60 40 29 ] ppm
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L !

MMMMN.LMMMM.IW 1\ i

160

14¢0

128

100

80

e ol

il

60

40

i bk o

STANDARD 1H OBSERVE
- 9
expl stdih B4 g
SAMPLE DEC. & VT 9 q
date Nov 19 2008 dfrq 189,976 -
solvent CDC13  dn H1 a
fite exp  dpwr 30 :
ACQUISITION of -
sfrg 199.976 dm nnn
tn Hi  dmm
at 1.992  dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile ®
fb not used proc ft b3
bs 6 fn not used o
tpwr 58
pw 7.0 werr
di 1.000 wexp
tof 6.0 whs
nt 16 wnt
ct 16
alock y
gain not used
; , r (
in "
dp y
DISPLAY
s -41.4
wp 1641.2
vs N
sc ~
we 250 e
hzam 6.5 2
s 3419.28 & S
rfl 4952 ~ -
rfp ©
th 15
in 100.000
nm o cdc  ph
e 1o
BER Y
Telw
k2 <y
©
i -
&
S
<
- [ [ J N
_ L J L i : . J
T T T —— T
7 6 5 4 3 2 1 ppm
w e iy - e [
0.02 7.59 2.97 16.26 25.16
3.7 3.22 3.48 12.38 24.97
13C DBSERVE
exp2 stdl3c
SAMPLE DEC. & VT
date Nov 19 2088 dfrg 199.976
solvent €DC13  dn H1
file exp dpwr 42
ACQUISITION dof 0
sfrg 50.289 dm yvy
tn C13  dmm w
at 1.500 dmf 10800 ©
np 37 PROCESSING 2
sw 12484.4 1b 0.34 T
b not used wtfile 2 ®
bs 16 proc ft kS
tpwr 52 T not used H
W 5.2 s
a1 0 werr
tof 0.0 wexp
nt 55555  whbs
+ 224 wnt ~
atock y by
gain not used . 2
2 s
i1 n S
in n i
dp %
DISPLAY
-248.0
wp 9268.4 2
vs 109 - ~
sc 2 s @ w
we 250 < ® g I
hzmm @ 37.0 we 5 ® 8 A
is R 1284.85 Lo S os 2 e o
1o 1363.6 % - s e o
rfp & e 22 ot ~< .
th 3 33 IS 2
ins 100.000 - 2
nm ph ”: :
w z s
S = o
<
M

b Lol el
20 ppm
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STANDARD 1H OBSERVE
> E
expl stdih b g
SAMPLE DEC. & VT I 9
date Nov 18 2008 dfrg 198.876
solven cDCI3  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 199.976 dm nnn
n Hi  dmm c -
at 1.992 dmf 200 f]
np 11966 PROCESSING 5 oo
sw 3003.0 wtfile oo
b not used proc ft
bs 16 fn not used
tpwr 58
W 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt - 16 wnt
ct 16
alock y
gain not used
n s
in n
¥
DISPLAY
-87.2
wp 1683.3 |l 5
vs 563 all 2
sc |
we 250 -
hzmm 6.73
is 3088.44 2
rf1 35.6 <
rfp ] -
th 4
ins 100.000
nm cdc  ph
° ~
«S S
IR B
b -
o » b
© 3
. - - EER B
I S 5 |22
e i~ - » A
A I H H °ls7
© g . . T
< <
4 ©
S H
N 0
l W A,A\J J A Dt
— T —— T T T T [T T T T T
7 6 5 4 3 2 1 0 ppm
o i Lemped — e et
3.62 3.12 3.10 23.19 23.68
6.63 3.15 22.62 10.88
13C OBSERVE
exp2 stdi3c
SAMPLE DEG. & VT
date Nov 19 2008 dfrg 199.976
solvent €DC13  dn H1
file exp dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn €13 dmm W
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1b 0.34
b not used wtfite
bs 16 proc ft
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp
nt 55555  whs
ct 16 wnt
alock
gain not used
i1 n
in n
dp y
DISPLAY
-226.6
wp 9255.9
vs 44
sc 0
we 250
hzmm 37.02
s
r .
rip 0 Q 2
th 8 ~ @
ins 100.000 ~ @ <
nm ph 2 9
o S 2
© T e 3
< = R .
o 2 3 ~3 2 = N
o S ~ - g 3 S
- 2 T S d S S
i > S a5 S > - < s
% B o - 4 2 s
s 89 - S 8 2
K 3 o 3 = < -
wil 2 - < o
b .
- 3
a
) ) i .\ ' A ) | . N .
T T T L L A et T L e I o S TR B e e e T e B
160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE
expl stdih

SAMPLE DEC. & VT
date Nov 18 2008 dfrg 198.976
solvent cDCI3  dn H1
fite exp dpwr 30
ACQUISITION dof [
sfrq 139.976 dm nnn
tn dmm c
at 1.992 dmf 200
np 11866 PROCESSING
sw 3003.0 wtfile
b not used proc ft
hs 16 fn not used
tpwr 58
W 7.0 werr
a1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock
gain not used
" S .
n
in n :
dp y
DISPLAY
-86.9
Wi 1684.8
vs 1
sc
we 250
hzam 6.7
is 205157
il 501.5
rfp 0
th 40
ins 100.000
nm cdc ph

2.284

1.289

1.204

0.024

T
7 6 5 o0 ppm
et ot w —
7.76
7.59 3.50 37.36
13C OBSERVE
expz stdl3c
SAMPLE DEC. & VT
date Nov 18 2008 dfrq 199.576
solvent cDCI3  dn h1
file exp  dpwr a2
ACQUISITION dof 0
sfrg 50.289 dm yyy
tn C13  dmm W
at 1.50 f 10800
np 37450 PROCESSING
sw 124844 =
b not used wtfile 5.
bs proc ft g
tpwr 52 fn not used &%
pw 5.7 ~
d1 0 werr S
tof 0.0 wexp
nt 55555  wbs
ct 6 wnt
atock
gain not used
i1 n °
in n o -
dp y ~ 2
PISPLAY = nos
-214.9 AN
wp 9268.4 T
vs -
sc 0
we
hzmi 37.07
1284.85
[aal 1363.6 <
rfp B3 g
th 2 S
ins 100.000 2 :
nm ph 3 E © b o
s 8 S
0o 2 H s
° « S g - S <
E = Nowo '
? n Reoe
T . =3
3 » d
b 1 i
| ]
N
|
I T T T —F I e T T T T — L e e
160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE

expl stdih

SAMPLE DEC. & VT

date Oct 6 2008 dfrq 199.976
solvent €DC13  dn H1
file exp dpwr 30

ACQUISITION dof 0
sfrq 199.976 dm nnn
tn Hi  dom c
at 1.982  dmf 200
np 11366 PROCESSING
sw 3003.0 wtfile <« o
fb not used proc ft b b4
s 16 fn not used 3 =
tpwr 58 v
pw 7.0 werr
a1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ot 16
alock
gain not used
i1 n
in n '
dp y

BISPLAY
-5 =
wp 16056 2
vs .
sC 0 -
we 250 -
hzmm 6.42 =
is 188.69 3
rfl 493.8 b
rfp 0
th
ins 100.000
nm
S8
- -

0.986

3
—_—0.953

—— e - o
5.80 10 27.81 .
19.37 27.58 14.33
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Oct 6 2008 dfrq 199.976
solvent ©DC13  dn H1
file exp  dpwr az
ACQUISITION dof 0
sfrg 50.290 dm yyy
tn €13 dmm
at 1.500 dmf 10800 -
np 37450 PROCESSING H
sw 12484.4 0.34 @ =
b not used wtfile - T
bs 16 proc ft b :
tpwr 52 fn not used %
pw 5.7
d1 0 werr
tof 1000.0 wexp
nt 55555  whs
ct 224 wnt
alock
gain not used
i1 n
in n
dp y
DISPLAY
sp -344.8
wp 10285.7 s 3
vs 107 wQ
sc 4 o
we 250 ° 2
hzmm 41.14 ]
i 5% g5 s
v . a5R
rfp it e =
th 12 ~~ - S
ins 100.000 ~ a 4
m ph ©
2%
]
N o I
2 S 2
< <
< 3
3 1

‘ ! f““, kb PR wyi i I R L i Lo ) )
Ut i i il il o il sl il bl b Ll
180 160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE

3
expl stdih @
PLE DEC. & VT 9
date Nov 19 2008 dfrg 199.976
solvent €DC13  dn Hi
ile exp dpwr 30
ACQUISITION dof 0
sfrg 189.976 dm nnn
tn Hi  dom c
at 1.992  dmf 200
np 11966 PROCESSING
sw 3003.0 wtfile T =
b not used proc ft ] g
bs 16 fn not used - <
tpwr 58 <
pw 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock y
gain not used
i1 n * <«
in n @
dp ¥ ~
DISPLAY el
sp -az.9 3
wp 1647.8 T
vs 140 5 "
sc ]
we 250 2 2
hzmm 6.59 0|,
is 414530 ol B8}
Ffl 490, @ a3
rip RN
th 1
ins 100.000
mm cdc  ph
M
S
<
_ . L
7 r T T T —— —
7 6 1 ppm
- [ [—
2.58 26.14
15.92 24.84 24.92
13C OBSERVE
exp2  stdi3c
SAMPLE DEC. & VT
date Nov 19 2008 dfrg 199.976
solvent cDCc1s n H1
fite exp  dpwr a2
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm W
at 1.500 dmf 10800 - o o
np 3745 PROCESSING 2 2 2
sw 12484.4 0.3 @ =@
b not used wtfite @ CER
bs 16 proc ft -
tpwr 52 fn not used
pw 5.7
(31 werr
tof 0.0 wexp |
nt 55555  wbs
ct 224 wnt
alock y
sain not used
i n o
in n &
P y >
DISPLAY E:
sp -225.5 o
wp 9272.2 S
vs 121 o
sc 0 g -
we 250 hd
hzmm 37.03 <
is 128485
Ff1 1362.0
rfp
th 6
ins 100.000
o ph
@
0 I
~
= Sk g
@ < NS >
= © 4 ~ i
& .
< a
3
3
i
" 3 ’ " \ )
— T T T T T — T T R B e S T
160 140 h¥4] 100 88 60 40 20 ppm
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STANDARD 1H OBSERVE

o
expl stdih =
SAMPLE DEC. & VT «
date Sep 24 2008 dfrq 199.876
solvent €DC13  dn H1
f exp  dpwr 30
ACQUISITION dof [
sfrg 199.977 dm nnn
tn H1  dmm c
at 1.992 dmf 200
np 11366 PROCESSING
sw 3003.0 wtfile
fb not used proc ft
bs 16 fn not used
tpwr 58
pw 7.0 werr -
d1 1.000 wexp o
tof 1300.0 wbs =
nt 16 wnt ?
ct 16 -
alock y ~
gain not used
S .
n
in n ' 2
1% S
DISPLAY 5
-41.8
wp 1882.0
vs 130
sc 0
we 250
hzam 2.53 -
is 1116.81 2
rfl 140.8 4
rfp 0 -
th 33
ins 100.000
m ph
N B e e e L s e e L S s mo e N B s s e e e L s e T S A S e s
9 8 7 6 5 ,, 4 3 2 1 ppm
13C OBSERVE
exp2 stdl3c
SAMPLE DEC. & VT
date Nov 20 2008 dfrg 139.976
solvent CBC13  dn a1
e exp  dpwr 42
ACQUISITION dof 0
sfrq 50.288 dm yyy
tn €13 dmm W
at 1.500 dmf 10800 ° -
np 37450 PROCESSING = o
W 12484.4 1b 0.34 " A
b not used wifile = <
bs 16 proc ft
tpwr 52 fn not used
pw’ 5.7
a1 o werr
tof 0.0 wexp
nt 55555  wbs
ct 272 wnt
alock
qain not used .
FLAGS 5
n [ 2
in n -
Y g °
DISPLAY 22
Bk
wp 9255, o
vs 107 e IS 31
sc o 2 le
we 250 58 =
hzmm 37.02 2
is 1284.85 =
o1 1362.5
rfp o
th

8
ins 106.000
h

3
F
-0.001

77.633
18.427

.056

168.244
144.763
108,287
\—76.420
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STANDARD 1H OBSERVE
oo E
expl stdih {3 =
SAMPLE DEC. & VT 17 9
date Nov 20 2008 dfrg 189.976
solvent 3 dn H1
fite exp  dpwr 30
ACQUISITION dof 0
sfrg 199.976 dm ann
tn m
at 1.392 dmf 200
np 11366 PROCESSING
sw 3003.0 wtfile
b not used proc t
bs 16 fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
t 16
alock y
gain not used
11 n ,
in n
dp y
DISPLAY
-497.4
wp 3002.6 e
vs 429 ~2®
sc 0 8%
we 250 =30
hznm 12,91 ~ g
is 71494 ?
rfl 497, o
rfp
th
ins 100.000 o
m o c z
w
5
a o |=
< s s s
- < <
r‘
J A w

iz 11 10 9 8 7 6 S 4 3 2 1

L ot —

3.79 3.72 45.06
17.82 29.62 B

13C OBSERVE
exp2  stdi3c

SAMPLE
date Nov 20 2008 dfrq 199.976
solvent cDCI3  dn H1
Te exp  dpwr a2
ACQUISITION dof o
fra 50.289 dm yyy
€13 dmm W
at 1.500 dmf 10800 oo -
np 37450 PROCESSING @0 b=
sw 12484.4 b 0.34 N @
fb not used wtfile © kg -
bs 16 proc ft SH @
tpwr 52 fn not used
W 5.2
d1 e werr
tof 0.0 wexp
nt 55555 wbs
ct 160 wnt
atock
gain not used
FLAGS .
i n s
in n
dp y -
DISPLAY S ~
~216.4 i o ~
wp 10285.7 K 3 o
vs o } 8
sc =
we 250 -
hzmm 41.1
is 1284.85
rf1 1365.1
rfp Q
th s °
ins oh 10€.000 o . 4
o 2 -3 ~ g
: : 8 :
2 N o~ 2
an =g I8
N {
S
3
L8
o
S
a2
1’{‘
o " " i t Y padialaddh L i g iy
T I o e e B B B o B B B o L st wa e L
180 160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE

s
expl stdih S
SAMPLE DEC. & VT 7
date Nov 24 2008 dfrg 199.976
solven €DCI3  dn H1
Tite exp  dpwr 30
ACQUISITION dof 0
sfrq 188.976 dm ann
n imm <
at 1.992 dmf 200
np 11366 PROCESSING
sw 3003.0 wtfile
i) not used proc ft
bs 16 fn not used
tpwr 58
v 7.0 werr
o1 1.000 wexp
tof 0.0 whs
nt 16 wnt
ct 16
alock
gain not used
i n
in n !
dp y
DISPLAY
s -83.9
wp 1882.0
vs 144
sc
we 250
hzme 7.53
is 2195.78
r1 . anals
rfp
th 2
ins 100.000
nm cdc ph
@
2
H
« ©
48
w7
e
ces o e fo
5 e o 28 Bas
S T =% B2s
RN o P . s BI2
F by T
© g
& . f

. :
8 7 6 5 4 3 2 1 ¢ ppm

! —_ e tpet e — ——

3.70 7.07 10.68 40.40

~
»
=
w
o
k4
»
N
N
@

13C OBSERVE

exp2z stdi3c

SAMPLE DEC. & VT
date Nov 24 2008 dfrq 198.976
solvent €BCI3 dn
file exp  dpwr 42
ACQUISITION dof 0
sfrq 50.289 dm yyy
tn C13  dmm w
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 0.34
fh not used wtfile
bs 16 proc ft
tpwr 52 fn not used
pw 5.7
0 werr
tof 0.0 wexp
nt 55555 wbs
ct 16 wnt
alock
gain not used
FLAGS . o
i n . S
in n w
v o
DISPLAY @
-297.6
wp 10827.1
vs 6
sc @
we
fem 120495 4
is . a
1 1364.0 2 = 25
rfp @ 0 “ = we
th = 10 £ 5w s
ins = 100.000 3 ~ 2 S
N °
< N 3
= g
o ™~ o 3
e o - R s
2 2 L 5
3 4 i i
3 @

157.598
50.901
40.483
82.75%

L e e B L e s B o o o L e o L o o o e o 0 e e

200 i8¢ 160 140 120 ioe0 a0 60 40 20 ppm
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STANDARD 1H OBSERVE - J
- E
expl stdih =8 g
< 4
SAMPLE DEC. & VT w -
date Nov 24 2008 dfrg 195.976 =
solvent €DC13  dn H1 :
f exp dpwr 30
ACQUISITION dof 0
sfrq 188.976 dm nnn
tn dmm
at 1.992  dmf 200
np 11966 PROCESSING
sw 3003.0 wifile
fb not used proc ft
bs 16 fn not used
towr 58
pw 7.0 werr
a1 1.000 wexp
tof 0.0 whs
nt 16 wnt
ct 16
alock y
gain not used
it n
in n
P
DISPLAY
s -87.3
wp 1888.7
vs s 298
sc °9
we 250 o ®
hzem 7.56
is 236204
rfl 44; @
rfp ©
th o <
ins 100.000 N ) e
m cdc TNAT ~
o o ! S
R o b=
I >
d s
~ v
<
S
s -
© 4 b
= < °
S @ N
5

T T
38 7 6 5 4 3 2 . 1 0 ppm

- e bt = e
3.36 3.16 3.22 7.18 36.11
2.86 6.36 9.30 28.45
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Nov 24 2008 dfrq 198.976
solvent CDC13 dn H1
file exp dpwr 42
ACQUISITION dof o
sfrg 50.289 dm yyy
C13  dmm W
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 b 0.34
fh not used wtfile
bs 16 proc t
tpwr 52 fn not used
pw 5.7 °
d1 0 werr S
tof 0.0 wexp <
nt 55555 wbs v
ct 624 wnt ~
alock ua
gain not used an,
. B
n o=
in n © .
y 2
DISPLAY "
sp = -3 o
wp 10400.4 @
vs 90
sc
we 250 w
hzom 4176 s
is 128495 &
ri 1357.9 E]
rfp ® o
th 10 5
ins 100.000 b o2
& ph S - I8
@ $ 2
e S Y s 2S
- @ @
= Sle 2 =32
~ 3 s |2 v @ S
S s =l "o s N
Gg S 2 g 5 g~
as % - o 2 ]
SH e o >
=08 ] ( a
i
i
" " i 1 d Lk i AL i kil Jolt i A e " AL 4k fisth ol .
T L i b e g | AT | il
A S e T L e e e e o B TR B e L B L
180 160 140 128 100 80 60 40 20 ppm
L4
. 191.62
~91.62
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STANDARD 1H OBSERVE
expl stdih E
~
SAMPLE DEC. & VT 3= 9
date Dec 2 2008 dfrg 199.976 2 Ss
solvent €DCI3  dn H1 @ 4
exp dpwr 30 5 1
ACQUISITION dof 0
sfr 199.977 dm nnn
tn H1  dmm c
at 1.992 dmf 200
np 11866 PROCESSING
sw 3003.0 wtfile
b not used proc Tt
bs 6 fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof 1000.0 wbs
nt wnt
ct 18
alock
gain not used
X GS .
i1 n .
in n a
dp y 3
DISPLAY -
-79.5
wp 1392.0
vs 652 H
sc [ w
we 250 °
hzmm 7.97 .
is 887.29
rf1 435.8
rfp
th 100,022
ins 00.000 w b
mm cdc  ph 23 © /a 51
o 3 I METEM kS
3 - @ oF w8 Tl -
o~ . s
! 3 |3
° X o 1S
3 - o
3 NE
R
@
— T T r . T T T ——
3 8 4 3 2 1 ppm
o o o —— — b
3.33 3.25 3.08 8.43  15.67
3.25 5. 6.12 27.14 15.59
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Dec 2 2008 dfrg 199.376
solvent cBC13  dn H1
file exp dpwr a2
ACQUISITION dof 0
sfrg 50.289 dm yyy
tn €13  dmm 9
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 0.34
b not used wtfile
bs 16 proc ft
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp
nt 55555 whbs
ct 352 wnt
alock
gai not used
11 n
in n
dp y
DISPLAY
-215.6
wp 10292.2
vs 61
sc 0
c 50
hzmm 11.17
s 128495 S
rfl 1621.5 s
rfp :
th $
ins 100.000 22 °
nm @S b4
™ a2 <
w ae @
2 g s 5 oa
s “ s EH
2 Sem h -
N 83~ s83 S
) .. 3 '3 b
= vy 9 I w R
- o 3 © b4 :
2% e "< ~ < 2
& g3 g i s
- 2 2
1 a
°
2
@
IS
S
T i ki U ) i i Ll & ol 1 G il
T T l}l‘\}llr‘»\v|}1\\v}v|<\ T T L T T ||ALMNQHJIAL|MW”M
180 160 140 120 100 80 20 ppm
vy
75.64
24.36
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STANDARD 1H OBSERVE - d
2 E
expl stdih S E
SAMPLE DEC. & VT o
date Dec 1 2008 dfrq 199.976
solvent €DC13  dn H1
ile exp dpwr 30
ACQUISITION of 0
sfrq 199.976 dm nnn
tn H1  dmm <
at 1.992 dmf 200 o
np 11966 PROCESSING Ed
sw 3003.0 wtfile ~o
fb not used proc ft b3
bs 16 fn not used >
tpwr 58 -
W werr
d1 1.000 wexp
tof 0 whs
nt 16 wnt
ct 16
alock
gain not used
i1 n s
in n
dp y
DISPLAY
sp -84.
wp 1793.2
vs 384 @
sc 0 2
we 250 .
hzmm 7.2 a9
is 1643.40
rf1 495.6
rip
th 3
ins 100.000
cde h
° o
g7 EE
U ©® 2
~ @ 2
< e
o H 8
< R | ™
S
E
X r
—— 7T ——— 71— — T
8 7 6 S 4 3 2 1 0 ppm
et — — e et
4.04 7.13 $17.92 35.86
6.89 3.85 24.31
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Dec 1 2008 dfrq 199.926
solvent ©DC13  dn Hi
exp dpwr 42
ACQUISITION dof o
sfr 0.289  dm yyy
tn Ci3  dmm W
at 1.500 dmf ]
np 3745 PROCESSING
sw 12484.4 4
fb not used wifile
bs 16 proc t
tpwr Sz ™ not used
di 9 werr
tof 0.0 wexp
nt 55555  wbs
ct 240 wnt
alock
gain not used
GS .
i n .
in n
dp y
DISPLAY
sp -215.0
wp 10458.7
vs 33
SC.
we 250
hzam 41.83
is 1284.95
rfl 1363.7
rfp
th ol °
ns 100.000 < 2 »
w 2 3
nm ph © @ o
[N a@
Nea 5 Do~ S
>
o > w R 3
5 2 o o e
© w© - LR '
2 H
2 S5 s e ag
z 52 5.8 2
- S . °
1 =S 8w
L 2
2
r :
I
" il P ) Lo b il i ik i "
B o e L e e o L R R T ,, T I B e B B B e L I B B LI i
200 180 160 140 120 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE
E
expl stdih g
SANPLE DEC. & VT e b
date Nov 20 2008 dfrq 199.976 o 533
solvent CcDC13  dn H1 b -
fite exp  dpwr 30 : e
ACQUISITION dof 0 3
sfrg 199.976 dm nnn
tn H1  due c
at 1.99 f 200
np 11966 PROCESSING
sw 3003.0 wtfile
fb not used proc ft
bs fn not used
tpwr 58
pw 7.0 werr
d1 1.000 wexp
tof 9.0 whbs
nt 16 wnt
ct 16
alock Y
gain not used
FL .
i1 n ,
in n
dp y
DISPLAY
sp -80.6
wp 1885.7
vs 237
sc 0
we 250
hzmm 7.5 les
s 592.06 e
rfl 495.2 [
rfp [
th 15
ins 100.000
m cdc ph
g o
S3
wre
S)E
~ N 8
. m
2
S
l
T T T T ] — T 7
8 7 6 5 4 3 2 1 ppm
e e Rt —
3.43 6.51 38.67
6.72 3.1 a1.44
13C OBSERVE
exp2 stdi3c
SAMPLE DEC. & VT
date Nov 20 2008 dfrq 199.976
solvent €DC13  dn Hi
file exp dpwr 42
ACQUISITION dof 0
sfrgq 50.289 dm yyy
tn C13  dmm
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 0.34
b not used wtfile
bs 16 proc ft
tpwr 52 fn not used
oW 5.7
a1 0 werr
tof 0.0 wexp
nt 55555  whs
ct 208 wnt
alock
gain not used
n
in n
¥
DISPLAY
sp -248.9
wp 10452.3
vs
sc
we 250
hzmm 41.93 2
s 1284.85 . ]
rf1 1363.6 2 2 o
rfp 0 e . S
th 9 N e® 1838
ins 100.000 - Ran o
o ph 2. 2 L3N
25 S
2 g 8 s
S ® 15 o s
. o - &~
< s :
& Sz g 5
& - b @ Y =
~ < = s = >
@ - L < ~ £
o
5 P o b S
A
it ATHE d b ! Lk L il ] ARG R \“J““ L R4 LA e B A Th
) ot v B TR s L o G b i
b it ottt W b et i 81 il ol bt i
160 140 128 100 80 60 40 20 ppm
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STANDARD 1H OBSERVE
282 g
expl stdlh 883 E
hde 4
SAMPLE DEC. & VT 7
date Nov 25 2008 dfrq 195.976
solvent €DC13  dn H1
ite exp  dpwr 30
ACQUISITION dof 0
sfrg 199.376 dm nnn
tn dmm c
at 1.992 dmf 200
np 11866 PROCESSING
sw 3003.0 wtfile
fb not used proc ft
bs 16 fn not used 2
tpwr 58 P
pw 7.0 werr -
a1 1.000 wexp
tof 0.0 wbs o
nt 16 wnt &
ct 16 o
alock
gai not used A
i1 n ;
in n
dp y
DISPLAY
sp -39,
wp 2544.8
vs 190
sc 0
we 250
hzmm 10.18
is 2135.25
rf1 433.1
rfp
th 8
ins 100.000
nm cdc ph
°
IS
<
o
B
— T T T T T T T
12 11 10 9 8 7 6 5 4 3 2 1 ppm
o L — = —
3.08 3.64 41.55
3.55 27.06 21.12

13C OBSERVE

exp2 stdi3c

SAMPLE DEC. & VT
date Nov 25 2008 dfrg 199.976
solven €DC13  dn H1
file exp  dpwr a2
ACQUISITION dof 0 '
sfrq 560.289 dm yyy i
tn €13 dmm W !
at 1.500 dmf 10800 |
np 37450 PROCESSING i
sw 12484.4 1b 0.3
fb not used wtfile |
bs 16 proc ft i
tpwr 52 fn not used
pw 5.7
d1 0 werr
tof 0.0 wexp
nt 55555 wbs
ct 368 wnt
alock o
gain not used P
- b4 o
11 n P oe
in n 2
dp ¥ g 2
DISPLAY © ~
sp -232.0 < o
wp 102857
vs 7
sc 0
we 250
hzmm 4114 ~
is 1284.95 I
A 1364.0 <l g
rfp @ 0 °
th < 11 s
ns_ o 100.000 ~
nm 2 3ph 2
M H <
s M E
3 E -
b1 . g
e 3 S
Nge
a0 “ " "
T T L o o e S ; v : e T I L e B B s e
188 160 140 120 100 88 60 40 20 ppm
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STANDARD 1H OBSERVE

expl stdih 2 g
SAMPLE DEC. & VT o 9
date Nov 25 2008 dfrq 189.976
solven €OC13  dn HL
file exp dpwr 30
ACQUISITION dof [
sfrg 199.976 dm nnn
tn H1  dmm 3
at 1.992  dmf 200
np 11366 PROCESSING
sw 3003.0 wifile
fb not used proc t
bs 16 fn not used
tpwr 58
pw 2.0 werr
a1 1.000 wexp
tof 0.0 wbs
nt 16 wnt
ct 16
alock
gain not used
FLAGS .
n .
in n
y
DISPLAY
sp -45.3
wp 16452 @
vs 183 3
sc [ ~
we 250 -
hznm .58
is 123444
rf1 4315
rfp ~
th 11 @ -4
ins 100.000 2 =
mm cdc ph r

2.1

3.524

8.509
2.886
2.323
2.253

.034

1 " L I

— T —— T T T T ——
7 6 5 4 3 2 1 ppm
Lyt o L s W
a.02 8.16 24.86 23.86
8.00 8.07 11.59  11.45
13C OBSERVE
exp2  stdl3c
SAMPLE DEC. & VT
date Nov 25 2008 dfrgq 198.976
solvent CDC13  dn H1
le dpwr az
ACQUISITION dof 0
rq 50.289 dm yyy
tn C13  dum W
at 1.500 dmf 10800
np 37450 PROCESSING
sw 12484.4 1b 0.34
b not used wtfile -
bs 16 proc ft ° P
tpwr 52 fn not used © @
pw 5.7 T -®
d1 0 werr g e
tof 0.0 wexp
nt 55555  wbs
ct 16 wnt
alock
gain not used
i1 n
in n
di y
DISPLAY
-232.0
wp 10874.5
vs
s 0
] 250 5w
hzhm 43.9 LR ol =
ig 1284.95 o o »o 2 s
a1 1363.9 * 92 s e
) 0 “ g « 134 = -
th s S s 3 7
i 100.000 ce
o REY g
< . H
3 3 . 8
o 3 2 3
o ~ £ 2
B S
fiiie/ (kIR m i ! g i 4 ) L] il i "
ot il i [ TN RN TR TR I P [ i Lo din g Ghefdui b Lo o o
L I A B L LR L L T T T N B A T L o T ¥ T
200 180 1680 140 120 100 80 60 40 20 ppm
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