snb-1-142-a

axpl s2pul

S1

SAMPLE DEC. & VT
date Nov 2 2008 dn F13
solvent cdcl13  dof 0
file ex dm nnn
ACOUISITION tmm c
sfrg 199.859 dmfT 200
tn H1 temp 22.0
at 2.132 PROCESSING
np 32763 1b .
sW 5997.0 fn 32768
fb 3000 math 1
bs 9
pw 10.0 werr
pw 10.0 wexp wft
Lpwr 53 wWbs
dl 4.000
tof 0 DISPLAY -
nt 1 sp -80.
ct 1 wp 1215.9 O
alock n vs 70
gain not used sc 0
FLAGS we 230
il n  hzmm 16 .86
in n o is 130.11 O N
dp y rf) 4130.8
hs nn  rfp 3629.0 ol
Lth 2 "
ins 1.000
ai ph
A £
= il e
— { (R RS | T T T T T T T T T T
8 7 6 5
o -
4.00 1.00
1.00

e e
3.04
.02

ppm



snb-2-078-a-13C
expl CARBON

SAMPLE
date Nov 2 Zpog
solvent cpciz
file exp
ACQUISITION
SW 36003.6
at 1.300
np 93644
fb 20000
bs 1
di 1.000
nt 128
ct
TRANSHITTER
tn Cc13
sfrq 125.702
tof 865.4
tpwr 56
W 9.200
DECDUFLER
dn
dof ]
dm nny
decwave
dpwr 38
dmf 10104
LI e e e e e e
180

temp
gain
spin
hst

pwan
alfa

in

th
ai

SPECIAL

PROCESSING
0.50
not used
DISPLAY
-268.0
25430.9
11918.7

-293.5
FLOT
250

cdc  ph

S2

100




snb-1-232-a

expl sFpul

SAMPLE
date Jul 2 2008
solvent cdcl3
file exp
ACOQUISITION

sfrq 399 .951

n H1
at 2.003
np 20032
5w 5000.0
fb 2000
bs 4
pw 12.0
pw 12.0
tpwr 57
d1 1.000
tof 0
nt ]
ct B8
alock
gain not used

FLAGS

i1 n
in n
dp Y
hs nn

DEC. & VT
n H1
dof -1425.0
dm nnn
dmm
T 200
PROCESSING
-10
fn 32768
math i
werr
Wexp
wbs
wnt
DISPLAY
sp -163.0
Wi 3808 .8
vs 91
5C 1]
We 250
hZmm 15.24
is 353.21
rfl 4958
rfp 0
Lh 1
ins 1.000
ai ph

4.01

—r—r—r———

i
4"
{
{ A _/ ]l
1\
S .| PR— S el s 5 et | S
—r — ; T — ; r —— — :
5 4 3 4 1 ppm
- o Lt o -
1.00 2.23 ®.15
0.83 2.91 6.46 z.41

S3



snb-1-232-a-13C
expl CARBON

SAMPLE SPECIAL
date Jul 6 2009 temp
solvent CDC13 gain 42
file shomesZakaria~ spin 20
n/beaumont /snb-1-2~ hst 0.008
32=a=13c¢.500.fid pwa0 8.200
ACQULSITION alfa 10.000
sW 36003.6 FLAGS
at 1.300 i1 n
np 93644 in n
fb 20000 dp Y
b 4 hs
dl 1.000 PROCESSING
nt 92 0.50
ct 92 fn not used
TRANSMITTER DISPLAY
tn Cl13 sp -493.2
sfrg 125.702 wp 26741.2
tof §65.4 rf1 14905.5
tpwr 56 rfp 9707.0
9.200 rp 6.0
DECOUPLER 1p =257 .6
dn H1 PLOT
dof 0 we 50
dm nny sc
decwave vE 6124
dpwr 36 th 9
dmf 10104 ai cdc ph
Ml " L I
_'_'I'T{"f'l"'lrl\|||l
200 180 160

S4

20

ppm



snb-1-264d-a

expl sZpul

SAMPLE DEC. & VT
date Jul 13 2009 dn F19 O (@]
solvent cdcl3  dof 0
file exp dm nnn
ACQUISITION dmm c =
sfrg 199.859 f 200 O N
tn H1 PROCESSING
at 2.668 n 32768
np 32000 math -
W 5887.0 w
fb 3000 werr
bs 1 wexp wft
oW 7.0 whs
pw 7.0 wnt Ph
tpwr 53 DISPLAY
dl 1.000 sp -90.6
tof 0D wp 4404.4
nt 16 vs 101
ct 16 sc g
alock n we 250
gain not used hzmm 17.62
FLAGS is 521.48
il n rfl 4131.4
in n rfp 3629.0
dp ¥y th q
hs noin 1.000
ai ph
I /
. / [
A | !
. s oo Ju _J.._LJ
' ! R T " — T - T T T r —T | !
8 7 2 4 3
teir - T Ll
5:32 1.14 2.56
1.15 z.08 1.17

—

S5

ppm



snb=1-252-a-13c¢

expl CARBON

SAMPLE SPECIAL
date Jul 14 2009 temp 2z.0
solvent CDG13  gain 92
file shome/cakaria~ spin 20
n/heaumont /snb=1=2~ hst 0.008
64-a-13c.500.fid pwi0 9.200
ACQUISITION alfa 10.000
5w 36003.6 FLAGS
at 1.300 i1 n
np 93644 in n
fb 20000 dp ¥
bs 4 hs
d1 1.000 PROCESSING
nt 192 b 0.50
ct 192 fn not used
TRANSMITTER DISPLAY
tn Cl2 sp -194.9
sfrg 125.702 wp 25877 .6
tof 865.4 rf1 14905.0
tpwr 56 rfp 8707.0
§.200 rp -33.9
DECOUPLER 1 =306.7
dn PL
dof 0 we 230
dm nny 5S¢ 0
decwave Vs 7885
dpwr 36 th 9
dmf 10104 ai cde ph
y " |
|
T T T B { B . e I )
200 1580 160

S6

=TT

ppm



snb-1-287-a

expl s2pul

SAMPLE
date Jul 23 2009
solvant cdc13
file exp
ACQUISITION

sfryg %99.951
tn H1
at 2.003
np 20032
SW 5000.0
fb 3000
bs 1
pw 12.0
W 12.0
Lpwr s7
dl 4.000
tof 0
nt i)
Gt 8
alock

gain not used

FLAGS

i1 n
in n
dp ¥
he nn

DEC. & VT
dn H1
dof -1425.0
dm nnn
dmm [

f 200
PROCESSTNG
0.10

fn 32768
math i
werr
WeRp
whs |
wnt
DISPLAY

sp =38,
Wp 3779.8
Vs 96
5C 0
we 250
hzmm 15.12
is 201.48
rfil 33896 .8
rfp 2903.6
th 3
ins 1.000
ail ph

v

/

S7

r



snb-1-287-a-13C
expl CARBON

SAMPLE SPECIAL
date Aug 3 2009 temp 22.0
solvent cDC13  gain a2 OBn
file shomesZakaria~ spin 20 O N

n/begaumont /Snb-1-2~ het 0.o008
B7-a-13C.500.fid pwd0 9.200
ACQUISITION alfa 10.000 g
sw 35003.6 FLAGS '
at 1.300 i1 n
np 93644 1in n
fh 20000 dp Y Ph

=0

bs 4 hs nn
dl 1.000 PROCESSING
nt 400 1k 0.50
ct 180 fn not used
TRANSMITTER DLISPLAY
tn C13 sp -643.2
£frg 125.702 wp 25996.8
tof B6S .4 rfl 14%06.6
tpwr 56 rfp 9707.0
9.200 rp -56.7
DECOUPLER Tp =250.1
dn H1 FLOT
dof [ 250 |
dm nny st |
decwave Vs 8436 |
dpwr 36 th 9 (1
dmf 10104 ai cdc ph I
i
- {1
|
i
It
I
I
i
Il
I
| |
| |
|
|
| \
! %
|
|
|
|
1
|
L 1 | 1 { "
. } ) - i !
L i i
N BB e e e e R e e A | T N S i e e e I e e s B A L B LA B e e e e e e e
180 160 140 120 100 80 60 410 20

S8



snb=1-248=-a

expl s2pul

o
PN

O

SAMFPLE DEC. & VT
date Jul 3 2003 dn H1
solvent cdc13  dof -1425.0 O N
file exp dm nAn
ACQUISITION dmm c
sfrg 399,951 dmf z00 g
tn H1 FROCESSING
at 2.008 0.10
np 20032 Fn 32768
sw 5000.0 wmath i
b 3000 Ph
bs a4 werr
pw 12.0 wexp
pw 12.0 wbs
tpwr 57  wnt
dl 1.000 DISPLAY
tof 0 sp -41.
nt 8 wp 3556.4
ct B ws 71
alock n sc 0
gain not used wc 250
FLAGS hzmm 114.23
i1 n is 353.21
in n rfl 3396.2
dp y rfp 2903.6
hs nn  th 1
ins 1.000
ai ph
¢
!
i maa: L L_J.JL;. :
! ! ! T v T T T T T T
8 7 4
[ -
8.70 2.28
1.00

S9

{ I-'
f ‘ |
4
|

N LM
——p—r— e ;

3 2
Ly R ot

1.26 3.74
1.21 5.68

ppm



snb-1-249-a-13c¢
axpl CARBON

SAMPLE
date Jul 6 2009
solvent cbcis
file shome/Zakaria~
n/beaumont /snb=-1-2~
49-a-13c.500.fid
ACQUISITION

SW 36003.6
at 1.300
np 93644
fh 20000
bs
dl 1.000
nt 9z
ct 82
TRANSMITTER
tn C13
sfrq 125.702
taf B65.4
tpwr 56
9.200
DECOUPLER
dn H1
dof 0
dm nny
decwave
dpwr 36
dmf 10104
T T T
180

temp
gain
spin
hst

pwan
alfa

SPECIAL
2.0
a2
20
0.008
9.200
10.000
FLAGS
n
n
Y
nn
PROCESSING
0.5
not used
DISPLAY
-435.5
25728.7
14%07.2
8707.0
8.8
-267.1
FLOT
250
1]
3972
cdc  ph
’
e T e e
160

S$10

T T T

a0

T T T T



snb-1-297-a
expl s2pul

0.92  0.92 1.17

1.89 0.97 7.

SAMPLE DEC. & VT
date Oct 30 2009 n F13
solvent cdc13  dof o
file exp dm nnn
ACQUISITION dmm c
sfrg 1499 .859 dmf 200
tn H1 mp 22.0
at 2.732 PROCESSING
np 32768 1b 0.20
W 5887.0 fn 32768
b 3000 math i
bs 1
pw 10.0 werr
pw 10.0 wexp wit
tpwr 53 wbs
dl 4.000 wnt
tof 0 DISPLAY
nt 1 sp =36.4
ct 1 wp 1230.6
alock V5 a9
gain not used sc 1]
] WE 25D
il n  hzmm 16.92
in n is 120.11
dp y rfl 4131.7
hs nn  rfp 3629.0
th
fns 1.000
ail ph
-
M l e
L | T T T T T T
8 7
\ - ]

38

0]

O
jfg
Ph

A

1.00
1:97

S11

NTs

# g

2 1
o —
z.85 3.00
3.04

’L o .|

U

PPm



snb=-1-297-a-13C

expl CARBON

SAMPLE
date Dct 20 2008
solvent CDC13
ile exXp
ACQUISITION
sW 36003.6
at 1.300
np 93644
b 20000
bs 1
d1 1.000
nt 512
ct
TRANSMITTER
tn c13
sfrg 125.702
tof 865.4
tpwr 56
§.200
DECOUPLER
dn
dof 0
dm nny
decwave
dpwr 38
dmf 10104

SPECTAL

PROCESSING
0.50

not used

DISPLAY
-1639.6
25967.1
114909.1
9707 .0
=47.5
=253.6

PLOT

250
0

3258
5

S$12

Wy

Ph

NTs




shb-1-157-a

expl sZpul

SAMPLE DEC. & VT
date May © [2009 dn 18
solvent dc13  dof 0
file exp dm nnn
ACQUISITID dmm c
sfrq 499.859 dmf 200
tn H1 temp 22.0
at .GGE FROCESSING
np 22000 n 32768
sw 5997.0 math i
fb 3000
bs 4 werr
pw 7.0 wexp wft
pw 7.0 whs
Lpwr 53 wnt
dl 2.000 DTSPLAY
tof 0 sp =140.0
nt 8 wp 4210.8
ct 8 ws 105
alock n sc 0
gain not used wc 250
FLAGS hzmm 16.84
il n is 251.31
in n rfl 4146.0
dp ¥y rfp 3629.0
hs nn th 45
ins 1.000
al  cdec  ph
{
-
|
SR SREERNE,
B e T v T T T
8 7
Lyl
4.37
1.18

.07

S$13

|
,,./} \.NJ‘J U‘-«
e
3.29 3.44
.03



STANDARD CARBON PARAMETERS

expl CARBON

SAMFLE ECIAL
date Aug 19 2009 temp mot used
solvent CDC13 gain 12
file shome/Zakaria~ spin 20
n/smonroe/1rm-1-136~ hst 0.008
=c13.fid pwio 9.200
ACQUISITION alfa 10.000
SW 33999.2 FLAGS
at 1.300 i1 n
np 68430 1in n
fh 13000 dp Y
bs 4 hs nn
dl 0.200 PROCESSING
nt 100000 b 0.50
ct 2600 fn not usad
TRANSMLITTER DISPLAY
tn C13 sp -206.5
gfrg 125.702 wp 25502.1
tof 865.4 rfl 13907 .1
tpwr 56 rfp 9707.0
9.200 rp -32.0
DECOUPLER p -268.0
dn H1 PLOT O O
dof [ 250
dm nny SC 0 )J\ )J\/
decwave vE 1687 |
dpwr 36 th B O N 5
dmf 10104 ai ph -
CEi,
|
LA e B e e e e e L. T T L e e e e e L e e e T T T
180 160 140 120 100 80 60 40 20 ppm

S14



snb-1-236-a

expl sZpul
SAMPLE
date Jul 1 2009
salvent cdc13
Ffile [:E
ACQUISITION
sfryg 199.8593
tn H1
at i.668
np 22000
5w 59397.0
fb 3000
bs q
pw 7.0
pw 7.0
tpwr 53
dl 1.000
tof
nt 5}
ct 8
alock n
gain not used
i1 n
mn n
dp ¥
hs nn
2! SUSEN SEESE S S T
| a8

DEC. & VT
dn 13
dof 0
dm nnn
dmm €
mf 200
FROCE3ZSING
n 327638
math i
warr
wexp wit
whs
wnt
DISPLAY

sp =71.2
wp 4687 .0
v§ 63
sC 0
wC 250
hzmm 16.75%
is 375.95
rfi 41231.7
rfp 3629.0
th 24
ins 1.000
ai ph

: Wiy
0.89 1.03
1.00

S§15




snb-1-226-a-c13
expl CARBON

SAMPLE SPECIAL
date Jun 2% 2009 temp 2.0
solvent CDC13  gain 4z
file shome/Zakaria~ spin 20
n/beaumont /snb-1-2~ hst 0.008
26-a=-c13.500.71d pws0 9.200
ACQUISITION alfa 10.000
S 26003.6 FLAGS
at 1.300 i1 n
np 93644 in n
fi 20000 dp ¥
bs 4 hs nn
dl 1.000 PROCESSING
nt 90 1b 0.50
<t 20 fn not used
TRANSMITTER DISPLAY O (@)
tn C13 sp -348.0
sfrg 125.702 wp 25798.9 )J\
tof 865.4 rf1 14936.9
tpwr 56 rfp 9/07.0
9,200 rp -6L1.9 O N
DECOUPLER 1p -274.1
dn H1 FLOT 3
dof 0 we 50 N CC|3
dm nny sc 0
decwave Vs 304
dpwr 38 th 9
dmf 10104 ai cdc ph
|
|
|
|
| |
| |
| |
| |
| [
1 1
|
|
|
|
|
|
| | J
P | B S P I I ) B ) Y Y B T LN B B N B I O B B [ B B LI L B B LEE I O I N O I N S O | I
180 160 1410 120 100 a0 60 40 20 ppm

S16



snb=1-251-a

expl sZpul
SAMPLE DEG. & VT
date Jul 15 2009 dn F18
solvent cdc13  dof
file exp dm nnn
ACQUISITION dmm c

sfrg 499.859 dmf 200
tn H1 PROCESSING
at 2.668 fn 32768
np 32000 math i
sw 5987.0
Th 3000 werr
bs 4 wexp wft
W 7.0 whs
pw 7.0 wnt
tpwr 53 DISPLAY
dl 1.000 sp -215:1
tof 0D wp 4642.3
nt 8 vs 63
ct 8 sc 0
alock n wc 250
gain not used hzmm 18.57

is 186.76
il n rfl 1131.7
in n rfp 3679.0
dp y th q
hs nn ins 1.000

ai ph

T T T T T T
8 7
[
2.87
1.92

- ) .. -.:-'4_.__-!\._..-4" e -
T T |' T T T T T I T T T T T T G T \_!_V_r
5 4 3 2 1 0 ppm
s o e
1.00 0.99 2.80
0.87 2.84

S17



snb-1-25f-a-13c

expl CARBON

SAMPLE SPECIAL
date Jul 15 2009 temp .0
solvent cDC1Z2 gain 42
file shomesZakaria~ spin 20
n/beaumont /snb=-1-2~ hst 0.008
51-a-13¢.500.Fid pwal 9.200
ACQUISITION alfa 10.000
S 36003.6 FLAGS
at 1.300 i1 n
np 93611 in n
fb 20000 dp Y
bs 4 hs nn O O
dl 1.000 PROCESSING
nt 92 1b 0.50
ct 32 fn not used )J\
TRANSMITTER DISPLAY
tn Cl3 sp -621.2
sfrg 125.702 wp 25877.6
tof 865.4 rfl 14914.3 CC|
tpwr 56 rfp 9707.0 - 3
\ 9.200 rp -31.8 Ph
DECOUPLER Ip -264.3
dn H1 ALOT
dof 0 we 250
dm nny  sc 0
decwave Vs 00z
dpwr 36 th g
dmf 10101 ai cdc ph
" " L ot - -
L e e L 1 I I T ¥ T LI e T I L e e e e e
180 160 141 120 100 80 B0 an 20 ppm

S$18




snb=1=164-ga

expl sZpul
SAMFLE DEC. & VT
date Det 20 2009 dn H1
solvent cdcl3  dof -1425.0
file exp dm nnn
ACQUISITION dmm <
sfrg 399.951 dmf 200
tn H1 PROCGESSING
at 2.003 b 0.10
np 20032 fn 32768
5W 5000.0 math i
fh 3000
bs 4 werr
pw 12.0 wexp
pw 12.0 wbs
tpwr 57 wnt
dl 4.000 DISPLAY
tof 0 sp -24.4
nt & wp 3670.3
ct B vs 56
alock n sc 0
gain not used wc 250
FLAGS hzmm 14.68
il n is 151.00
in n rfl 3384.1
dp y rfp 2903.6
hs nn th 95
ins 1.000
ai ph
T T T T T T T | T
9 8 7
—
5.46

O

A A~

R—g
Ph

CCly

e

S$19

1 ppn;



snb-1-164-a-13C

expl CARBON
SAMPLE

date Oct 20 2008

solvent cDCI13
file shome/Zakaria~

n/beaumont /snb-1-1~
E4-a-13C.5%00.fid
ACQUISITION
Sw 36003.6
at 1.300
np 93644
fb o000
bs 4
dl 4.000
nt 256
TRANSMLITTER
tn Cc13
sfro 125.702
tof 865.4
tpwr 56
9.z200
DECOUPLER
dn H1
dof 0
dm nny
decwave
dpwr 38
dmf 10104

T T T T T T T T T

200 180

SPECIAL
Lemp 22.0
gain 42
spin 20
hst 0.008
pws 0 §.200
alfa 10.000
FLAGS
il
in n
dp Y
hs nn
PROCESSING
1b 0.5
fn not used
DISPLAY
sp -434.4
wWp 26027.0
rfl 14906.1
rfp 3707.0
rp -38.2
1p -301.3
FLOT
wC 250
scC 0
v 3767
th 7

ai cdc ph

Ph

S20

60 40 20 ppm



snb-1-256-a

expl sZpul

SAMPLE DEC. & VT
date  dul 13 2008 dn Fig O (@]
salvent cdc13  dof i}
Tile exp dm nnn
ACQUISITION dmm C
sfrq 499,859 f 20 O N
tn H1 PROCLSSING 2
at Z2.668 n 3768 =
np 22000 math i i
S 5897.0 w CCIS
fb 3000 werr
bs 4 wexp wit
pw 7.0 wbs
W 7.0 Ph
Lpwr 3 DISPLAY
dl 1.000 sp -AG.D
tof W 4761.8
nt 16 vs 88
ct 16 sc 1]
alock n we 250
gain not used hzmm 18.05
FLAGS is 500.00
il n rfl 1131.4
in n rfp 36p9.0
dp y th 48
hs nnins 1. 000
ai ph
-
f f ! {/ | J,‘
!
i 4 ! I
M | A WL
T T T T T T B S S T T T T T T T Al
9 8 5 4 2 |
L L o - T [ -
3.01 1.02 1.02 2.78.40
1.08 1.00 .04 1.05 6.31 2.88



snb=1-252=-a-13¢
expl CARBON

SAHPLE
date Jul 14 2009
solvent cocia
file /homesZakaria~
n/beaumont /snb=1=2~

56-a-13c.500.fid
ACQUISITION
sw 36003.6
at 1.300
np 93644
b 20000
bs 4
dl 1.000
nt 184
ct 9z
TRANSMITTER
tn C13
sfryg 125.702
tof 865.4
tpwr 56
§8.200
DECOUPLER
in
dof o
dm nny
decwave
dpwr 36
dmf 10104

SPECIAL
temp 2z.0
gain a2
epin Z0
hst 0.008
pwi D 49.200
alfa 10.000
FLAGS

1 n
in n
dp y
hs nn

PROCESSING
Th 0.50
n not used
DISPLAY
sp -287.2
wp Z5699.0
rfi 14907.7
rfp 3707.0
rp -53.8
p -za7.4
PLOT

WG 250
sc 0
Vs ano2
th 7

ai cdc ph

S22




snb-1-269-a

expl s2pul

SAMPLE DEC. & VT
date Aug 5 2009 dn F19
solvent cdcl13  dof 0
file exp dm nnn
ACQUISITION dmm [
sfrg 499 859 dmf 200
tn H1 PROCESSING
at 2.668 fn 32768
np 32000 math i
W 59%7.0
fo 3000 werr
bs 4 wexp wft
pw 7.0 whs O O
pW 7.0 wnt
tpwr 53 DISPLAY )J\
dl 4.000 =p =55.1
tof 0w 48921 0 N
nt 8 ws 103 z
oL 8 sc 0 -~
alock n W 250 g CC|3
gain not used hzmm 18.77
3 is 227.00
il n rfl 4130.6
in n rfp 3629.0
dp y th 13 Ph
hs nn ins 1.000
ai ph
|
»’r e -~ I
e ) L Mo
—T T — T T T T T T T
9 7 3 ]
s L e -
5.54 .00 a6
1.491 1.40 1.986 1.40

S§23

1.21

[R——]
21.31



snb-1-289-a-13C

expl CARBON

S24

SAMPLE SPECIAL
date Aug 5 2009 temp 2.0
solvent CPC13  gain az
file /home/Zakaria~ spin 20
n/beaumont /snb-1-2~ hst 0.008
69-a-13C.500.71d pws0 5.200
ACQUISITION alfa 10.000
SW 36003 .6 FLAGS
at 1.300 il n
np 93644 in n
fh z0000 dp ¥
bs hs nn
dl 1.000 PROCEZSING
nt 128 b n. O (@)
ct 128 fn not used
TRANSMITTER DISPLAY )L
in Cl3 sp =279.0
sfrq 125,702 wp 26027.0 O
tof 865.14 rf1l 115810.5 =
tpwr 56 rfp 8707.0 =
9.200 rp 37.4 L (_';C|3
DECOUPLER Tp -239.2
dn FLOT
dof 0 wec zhg
dm nny sc
decwave VE 2771 Ph
dpwr 36 th
dmf 10104 ai cdc  ph
|
|
|
|
|
|
|
ot "
| T L O B B e LI L N LA N B B T T T T T T T T
200 180 160 140 120 100 80




snb=-1-267-a

pte)

S§25

expl sZpul
SAMWFLE DEC. & VT
date Aug 4 2008 dn F18 O N = (:(3'?J
solvent cdc13  dof 1] CC'
file exp dm nnn Iy
ACOUISITION dmm c i 3 Br
sfrq 499,859 1 200
th H1 PROCESSING
at 7.668 fn B?2768
np 32000 math 1 Ph
SW 5997.0
fh 3000 werr
hs 4 wWexp wit
P 7.0 wbs
pw 7.0 wnt
tpwr 53 DISPLAY
dl 4.000 sp =30.
tof 0 wp 4592.3
nt 5 wvs 65
ct 8 sc o
alock n we 250
gain not used hzmm 18 .37
FLAGS is 227.00
il n. rfl 1130.6
in n rfp S629.0
dp y th 13
hs nn ins 1.000
ai ph
e
i.i
. |
! / /! gh ool od ey
| 4|
I
W L A J AR
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T — T T I
8 7 6 S 3 2 1 ppm
[ o . s oy ) R ) p iy
3.91 0.98 0.83 1.03 1.00 1.84 1.£91%.50
(L] 1.00 0.830.83 1.01 0.96 1.08



Snb=1=267=a=13C
expl CARBON
SAMPLE

date Aug 4 2009
salvent Gho13

file /home/Zakaria~ s

n/beaumont /snb=1-2~

67-a-13C.500.fid
ACQUISITION
&% 36005.6
at 1.300
np 93649
fh 20000
bs 4
dl 1.000
nt 128
ct 79
TRANSMITTER
tn ci3
sfro 125.702
tof 865.1
tpwr S6
§.200
DECOUPLER
dn
dof o
dm nny
decwave
dpwr 36
dmf 10104

b
fn

&p
Wp
rfl
rfp
rp

WC
sSC
Vs

ai

SPECIAL

50

not used
DISPLAY

-2

25788.

14911,

9707.

=79,

-2r8.4

FPROCESSING
0.

Noa®@ma

PLOT
250
o
2980
9

S26

Br

cel;




8§27

e
1.07

snb-1-z89-a
expl  s2pul
SAMPLE DEC. & VT O o
date  Jul 31 2008 dn H1 )J\
solvent cdcl3  dof -142%5.0
file exp dm nnn O N OBn
ACQUISITION dmm c .
sfrq 399.951 dmf 200 z
tn H1 PROGEBSING 5
at 2.003 b 0.10 e CC|3
np 20032 fn 32768
W 5000.0 math 1
fh 3000
bs a4 werr
pw 12.0 wexp Ph
Pw 12.0 whbs
tpwr 57 wnt
dl 4.000 DISPLAY
tof 0 sp -19.7
nt B wp 37132.6
ct B wvs 71
alock n sc 0
gain not used weo 250
FLAGS hzmm 14.85
il nois 267.97
n n rfl 338586
dp y rfp 29036
hs nn th
ins 1.000
ai ph
;
’
f
g f
| ;’J‘ ‘/r/
o - x I UL WiN) 1 L_Ju‘; ‘L
T | — T T T T I 1 T T — T T T T T T
9 8 7 6 ) ) 3
ey - e o i
9.8 1.00 1.96 1.05
0.98 1.91 1.04

1.07

[
{
/J
\_ﬁdllhkir
1
N AT
2.43 .95

ppm



snb-1-289-a-13C
expl CARBON

SAMPLE
date Aug 3 2009
solvant cDci3
file /home/Zakaria~
n/beaumant /enb=1=5%~
89-a-13C.500.Fid

ACQUISITION
sw 36003.6
at 1.300
np 936449
il 20000
bs 4
dl 1.000
nt 400
ot 112
TRANSMITTER

tn

sfryg 125.702
tof 86%5.4
tpwr 56
W 9.200

DECOUPLER

dn

dof o
dm nny
decwave

dpwr 36
dmf 10101

SPECIAL
temp 5
gain 42
spin 20
hst 0.008
pwa 9.200
alfa 10.000
FLAGS
1 n
in n
dp y
hs nn
PROCESSING
1b 0.50
fn nol used
DISPLAY
sp -232.3
wp 25699.0
rfi 14912.7
rfp 9707.0
rp -31.6
p -281.4
PLOT
we 250
£C 0
V5 2128
th 9

180

S§28




snb=1=257=a

expl s2pul

SAMPLF
date Jul 6 ZDDY
solvent cdc13
file exp
ACQUISITION

sfrq 499.859
tn H1
at 2.668
np 32000
SW 5897.0
fb 300
ks 4
pw 7.0
pw 7.0
Lpwr 52
dl 1.000
tof 0
nt 8
ct 8
alock

gain not used

S
il n
in n
dp ¥
hs nn
' I 1
8

DEC. & VT
dn F18
dof 0
dm nnn
dmm £
dmf 200
PROCESSING

fn 32768

th i
werr
WERp wft
whs
wht

| DISPLAY
sp -111.1
wg 4428.9
v 64
sC 0
wE 2
hzmm 17.72
ig 211.62
rFl 4132.1
rfp 3629.0
th 4
ins 1.000
afi ph

)—S CCly
PH

=0

S§29

—

ppm



snb=1=25Z-a=13c

expl CARBON

SAMPLE SPECTAL
date Jul & 2008 temp =
solvent CDC13 gain a7
file shomesZakaria~ spin 20
n/beaumont ssnb-1-2~ hst 0.003 O
52-a-13¢.500.f1d pw90 9.200
ACQUISITION alfa 10.000 )k
sw S36003.6 FLAGS
at 1.300 i1
np 93644 in n O N .
fb 20000 dp v =
bs 1 hs i
dl 1.000 PROCESSING e CCI3
nt 92 1b 050
ct fn not used
TRANSMITTER DISPLAY
tn o1 sp -552.6 Ph
sfrog 125.702 wp 26443 .4
tof 865.1 rf1 14905.5%
tpwr 56 rfp 9707.0
9.200 rp =-32.3
DECOUPLER 1p -332.8
dn PLOT
dof 0w 250
dm nny  sc 0
decwave Vs €519
dpwr 36 th 11
dmf 10104 ai ede ph
|
|
|
|
|
|
[ I
| {
[l |
| |
| |
|
|
i L
i 1 ' o} " ! Y 4
||||‘\||‘l|[1-|\r|‘!‘\I'l"l\‘l\lrl]l\\I'f[fll[II|\|III\II‘|’ T
200 180 160 140 120 0o 1] (]

S30




snb-2-009-a

expl sZpul

SAMPLE DEC. & VT
date Aug 18 2009 dn H1
solvent cdel13  dof -1425.0
file exp dm nnn
ACQUISITION timm <
sfrq 299.951  dmf 200
tn H1 PROCESSING
at 2.003 i
np 20032 fn 32768
W 5000.0 math i
fb 3000
bs 4 werr
pw 12.0 wexp
pw 17.0 wbs
Lpwr 57 wnt
dl 4.000 DISPLAY
tof 0 sp -17.4
nt B wp 4035.0
ct B wvs 54
alock n sc 0
gain not used WwWC 250
FLAGS hzmm 16.14
il nois 127.06
in n rfl 2386.5
dp y rfp 2903.6
hs nn th
ins 1.000
ai ph
== 1 1 T T T T T T
9 8

Wiy
0.710.95
0.90.83

[T [ -
A ILDOTR 2 1.00
wimed 0.8§

S31




snb=2=008=a=13C
expl CARBON

SAMPLE
date  Aug 18 2009
solvent Cocla
file /home/Zakaria~

n/beaumont /snb-2-0~
09-a-13C.500.f1id
ACQUISITION

W 36003

at 1.300

np 93644

T 20000

bs i

d1l 1.000

nt 312

ct 312
TRANSMITTER

tn c13

sfro 125.702

tof 865.1

tpwr 56

§.200
DECOUPLER

dn

daf 0

dm nny

decwave

dpwr 36

cm f 10104
T T S

180

SPECIAL
temp e
gain 4z
spin 20
hst 0.008
pwa0 5.200
alfa 10.000
FLAGS
il n
in n
dp ¥
hs nn
FROCE3SING
o 0.50
fn not used
DISPLAY
sp -344.9
wp 25728.7
rfl 14506.1
rfp 9707.0
rp =17.2
1n -324.2
PLOT
we 250
5C ]
Vs vezq
th 9

ai  ede ph

S§32




snb-Z-019-a

expl s2pul

SAMPLE DEC. & VT
date Sep 7 2009 dn F18
solvent cdcl13  dof 1}
file exp dm nnn
ACQUISITION dmm <
sfrog 498 .859 dmf 200
tn H1 temp 22.0
at 2.732 PROCESSING
np 32768 1b 020
5w 5997.0 fn 32768
b 3000 math i
bs a
pw 10.0 werr
pw 10.0 wexp wit
tpwr 533 wbs
dl B.000 wnt
tof 0 DISPLAY
nt & sp -61.2
ct 8 wp 4592.9
alock novs 50
gain not used scC 0
£] WC 250
i1 n - hzmm 13.37
in n is 257.19
dp ¥ Ffl 4132.1
hs nn rfp 2629.0
th
ins 1.000
ai ph
N
T T — T T T T
8 7
L
4.38
1.12

Ny

Ph

Cl

Cl

S33
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snb=-2-009-a-13C
expl CARBON

SAMPLE
date Sep 7 2009
solvent Cbc13
file shome/Zakaria~
n/beaumont /snb=2=0~

19-a-13C.500.7id
ACQUISITION
W 26003.6
at 1.300
np 93644
b 20000
bs 4
dl 1.000
nt 128
ct a8
TRANSMITTER
tn c1z
sfrg 125.702
tof 865.4
tpwr 56
8.200
DECOUPLER
dn
dof 1]
dm nny
decwave
dpwr 36
dmf 10104

temp
gain
spin
hst

pw30
alfa

in
dp
hs

Tb
n

sp
wp
rfl

SPECIAL

PROCESSING

not used

DISPLAY
-288.9
25728.7
14909.4
9707.0

O O

O

IR,

N

Ph

Cl

120 100 80

S34



snb-2-041-a

expl s2Zpul
SAMPLE

dale Sep 18 2009
sulvent cdcl3

ile exp

ACQUISITION
sfrg 499 .859
tn H1
at 2.732
np 32768
sW 5997.¢0
fb 3000
bs q
pw 10.0
pw 10.0
tpwr 53
d1 4.000
tof 0
nt 8
ct 8
alock n
gain not used
S

i1 n
in n
dp ¥
hs nn

DEC. & VT
dn F19
dof 0
dm nnn
cmm [
dmf 200
temp 2.0

PROCESSING
fn 32768
math 1
werr
WEXP wft
whs
wnt

DISPLAY
sp -69.0
wp 4587 .8
Vs 26
SC 0
we 250
hzmm 18.35
is 133.32
rfl 1139.8
rfp 3629.0
th 4
ins 1.000
ai ph

-
/

S35




snb-2-034-a-13C

expl CARBON

SAMPLE SPECIAL
date Sep 16 2009 temp .0
solvent CcDC13 gain ap
file shome/Zakaria~ spin 20
n/beaumont /snb-2-0~ hst 0.00B
41-a-13C.500.fid pw30 9.200
ACQUISITION alfa 10.000

W 36003.6 FLAGS
at 1.300 11 n
np 93644 in n
b 20000 dp ¥
bs 4 hs nn

di 1.000 PROCESSING

nt 128 1b 0.50
ct n not used

TRANSHITTER DISPLAY
in C13 sp -469.6
sfrq 125.702 wp Z6116.0
tof 865.4 rfl 14911.6
tpwr 56 rfp 9707.0
pw 9.200 rp =-178.7
DECOUPLER 1p -271.1

dn oT
dof 0 we 250
dm nny sc ]
decwave Vs 5474
dpwr 36 th 12

dmf 10104 ai cde  ph

(I e L o T B B, [ T 11 |
zoo 180 160

S36




snb-2-084-a

axpl sZpul

j\ O ¢y ¢l
. NJ\P\

SAMPLE DEC. & VT
date Oct 19 2003 dn F13
sclvent cdcl13  dof 0
ile ex dm nnn we
ACQUISITION dmm c '
sfrg 499.853 dmf 200
tn HL temp 22.0
at 3.732 PROCESSTNG
np 23768 1b 0.20 Ph
SW 5997.0 fn 32768 |
fb 3000 math i |
bs 4 |
pw 10.0 werr |
pw 10.0 wexp wfil
tpwr 53 wbs
dl 1.000 wnt
tof 0 DLSPLAY
nt 3 sp -41.19
ct 8 wp 4592.9
alock novs w
gain not used sc 0
FLAGS wC 250
11 n  hzmm 18.37
in n is 185.57
dp vy rfl 4132.5
hs nn rfp 3629.0
th 13
ins 1.000
ai ph
I
- r o
/ / 5o
| - N,
\ (S e Mo g RN \
T T T T T T T T T T T T T T T T T T T
a8 7 5 3 2 1 ppm
Lo L o e L o
3.82 D.93 1.02 3.02 2.92
0.37 .00 1.02 2.98.92

S37



snh-2-078-a-13C

expl CARBON

SAMPLE SPECIAL
date Oct 19 2009 temp
solvent CcpC13 gain 42
file shomesZakaria~ spin 20 | O O
n/bgaumont /snb-2-0~ hst 0.008 CI ._CI
84-a=13C.500.fid pwdc0 9.200 &
ACQUISITION alfa 10.000 )'I\ X
5w 36003.6 FLAGS
at 1.300 i1 n O N
np 93649 in n
fb z0000 dp 'S o
bs 4 hs nn w
ol 1.000 PROCESSING
nt 126 1b 0.50
ct 56 fn not used
TRANSHITTER DISPLAY Ph
tn C13 sp -229.0
sfra 125.702 wp 25669.4
tof 865.4 rfl 14908.4
tpwr 56 rfp 9707.0
9.200 rp -37.3
DECOUPLER Tp =275.0
dn H1 PLOT
dof 0 wc ]
dm nny sc
decwave vE 2026
dpwr 36 th 5
dmf 10104 ai cdc ph

o kI Bt i S I O e e o T s A v 8¢ . o 5 M9 e i 7 it ] 0 i I L . ek 300 o s i

180 160 140 120 100 a0 60 40 20 ppm

S38



snh=2-046-a

expl s2pul

DEGC. & VT O N

BAMPLE
date Sep 22 2009 dn F19
solvent cdcl13  dof o i
file exp dm nnn e
ACQUISITION «mm -
efrg 499.859 dmf 200
tn H1 mp 22.0
at 2.732 PROCESSING
np 34/68 Ib 0.20 Ph
sW 5897.0 fn 32768
fb 3000 math i
bs a
pw 10.0 werr
pw 10.0 wexp wft
tpwr 53 wbs
dl 4.000 wnt
tof 1] DISFLAY
nt B sp =-39.4
ct 8 wp 4235.7
alock nowvs 61
gain not used sc
FLAGS WC 250
il n hzmm 16.94
in n o is 183.3%
dp y 1t 4129.9
hs nn rfp 3829.0
th 13
ins 1.000
ai ph
/ A A
| 1]
J =k -
T T T T T T T T v
8 7 6 5
S C ol i
4,78 1.00 1.02
1.14 1.08

S39

Cl
OMe

Diastereoisomer 1

. .| .

r T

Ny
3

- I
1.09

3.07 1.12

T T T | '_|_|_V_|_[_
1 ppm
e
3.2%9
5.27



snb-2-046-a-13C
expl CARBON

O O ¢l

J OMe
Vg O

Ph

Diastereoisomer 1

SAMPLE SPECIAL
date Sep 22 2009 temp 22.0
solvent CDC1Z gain 42
file shomes/Zakaria~ spin 20
n/beaumont /snb-2-0~ hst 0.008
46=-a=13C.500.Ffid pwa0 3.200
ACQUISITION alfa 10.000
SwW 36003.6 FLAGS
at 1.800 il n
np 93644 in n
b 20000 dp v
bs 4 hs
dl 1.000 PROCESSING
nt 400 1b 0.50
ct a1 fn not used
TRANSMITTER DISPLAY
tn C13 sp =-229.5
sfrq 125.702 wp 25579.8
tof 865.4 rf1 14908.9
tpwr 56 rfp 9/707.0
9.200 rp -22.1
DECOUPLER 1p -296.9
in H1 PLOT
dof 0 we 250
dm nny sc 0
decwave Ve 2355
dpwr 36 th 12
dmf 10104 ai «cdc ph
R L 2 R s T O G 0l A F R N W i R R 4 O [ et T T T
180 160 140 120

L

S40

S (5 e R P B G O v R N i e e [ s 5 i A e P 5 S T |

&0 60 40 20 ppm



snb=Z=016-b

expl sZpul

SAMPLE DEC. & VT
date Sep 20 2009 dn F13
salvent cdcl13 dof 0
file exp dm nnn
ACQUISITION dmm c
sfrg 499 .859  dmt 200
tn H1 tem,
at 2.732 PROCESSING
np 32768 4
W 5997.0 fn 32768
b 3000 math i
bs q
pw 10.0 werr
pw 10.0 wexp wit
tpwr 53 whs
dl 4.000
tof 0 DISPLAY
nt 6 sp -16.3
ct B wp ap37.3
alock n vs Bl
gain not used s¢ 0
FLAGS we 250
il n  hzmm 16.15
in n o is 133.32
dp y rfl 4131.7
hs nn rfp 3629.0
th 13
ins 1.000
ai ph
/’
T T T T T v T
7 6
[
4.40
1.15

0]

Wy

Ph

O <l
OMe

Diastereoisomer 2

Bl

1.00

2.16

S41

ppm



snb=2-046-b-13C
expl CARBON

SAMPLE
date Sep 20 2009
solvent CDhG13
file shome /Zakaria—
n/heaumont /snb=2=0~
46-b-13C.500.Fid

ACQUISITION
Hu 36003.6
at 1.300
np 93644
b 20000
bs 1
ol 1.000
nt 456
ct 58
TRANSMITTER

tn c13
sfrg 125.702
tof 865.1
tpwr 56

W 9.700

DECOUPLER

dn

dof 1}
dm nny
decwave

dpwr 36
dmf 10104

SPECIAL

n
PROCESSING
0.50

not used
DISPLAY
-168

25570.
14308.
9707.
=41,
-293

PLOT

Mmowmn

250
]
2568
12

O O ¢l

J OMe
Wy ()

Ph

Diastereoisomer 2

S42



snh-2-050-a

expl sZpul

Wy

Ph

Cl

SAMPLE DEC. & VT
date Sep 22 200% dn F1d
solvent cdc13  dof 1]
ile exp dm nnn
ACQUISITION dmm c
sfrg 499.85% dmf o0
tn H temp 2z2.0
at 2.732 PROCESSING
np 32768 0.20
sw 5997.0 fn 32768
fb 2000 math i
bs 4
P 10.0  wery
pw 10.0 wexp wft
tpwr 53 whs
dl 4.000 wnt
tof 0 DISPLAY
nt & sp =-36.
(73 & wp 1091.86
alock n vs 76
gain not used s¢C
FLAGS we 2
il n  hzmm 16.37
in n is 133.32
dp vy rfi q131.7
hs nn rfp 3629.0
th 13
ins 1.000
ai ph
T T T T T T T T T T | =T
6 5
[ R
6.66 1.00 1.04
1.68 2.92

S$43

2 1 ppm
L
9.74
4.76



snb-2-050-a-13C
expl CARBON

SAMFLE SPECIAL ‘
date Sep 22 2009 temp 0
solvent €CDC13 gain 42
file ex| spin 20
ACQUISITION hst D.008
sw 36005.6 pwso 9.200 |
at 1.300 alfa 10.000 \
np 93644 FLAGS |
b 20000 il n o O Cl
bs 4 in n
d1 1.000 dp ¥
nt 400 hs nn
ct 17 PROCESSING 0 N CF3
TRANSMITTER 1b 0.50
tn c13 fn nat used i
sfrg 125.702 DISPLAY w
tof 865.4 sp -227.3
tpwr 56 wp 23048.9
9.200 rfl 14908.3
DECOUPLER rp 9707.0 Ph
n rp -8.5
dof o1 -313.5
dm nny PLOT
decwave wC 250
dpwr 36 sc
dmf 10104 ws 2433
th 12
ai  cdc  ph
|
{
|
{
|
|
|
|
\al \ | .l
derosr g oo . A pecnpioms e
(e s e P i o o i e e o e e S . A o o o o o s e M e B o B e o o e e e e e
160 140 120 100 a0 60 40 20 ppm

S44



snb=2-095-a

expl s2pul
SAMPLE

date Oct 28 2008
splvent cdel3

ile x|

ACQUISITION
sfrog 199 .859
tn H1
at 2.732
np 32768
W 5997.0
fb 3000
bs 4
pw 10.0
pw 10.0
Lpwr 53
di 4.000
tof 0
nt B
ct &
alock n
gain not used
S

il n
in n
ip ¥
hs nn

DEC. & VT
dn F18
dof 0
dm nnn
dmm c
dmf 200
temp 22.0
PROCESSING
1b 0.20
fn 32768
math i
werr
wexp wft
whs
wnt
DISPLAY
£p =ab. @
wp 3997.8
Vs 135
sc 0
W 250
hzmm 15.939
is 130.11
rfil 4131.7
rfp 3624.0
th 13
ins 1.000
ai ph
|
|
4 4 ~ g
| |
y
— L-U LM w o JJL s e 5 meusia) JJ..) Jl..Jt._,_____L,___—m_,__
T T T T v T T T T T T T T T ' v v = T T T T —
6 5 4 3 2 : ppm
o L - -
1.00 1.02 1.02 2.95
2.01 1.02 1.04 1.03 5.93

S$45



snb-2-095-a-13C
expl CARBON

SAMPLE
date Dct 28 2009
solvent coc3
file shome/Zakaria~
n/sbeaumont /snh-2-0~
95-a-13C.500.Fid

ACQUISITION
5w 36003.6
at 1.300
np 93614
fb 20000
bs q
d1 1.000
nt 128
ct 57
TRANSMLTTER

tn

sfrg 125.702
tof BG5S .4
Lpwr 56
W 9.200

DECOUPLER

dn

doft 0
dm nny
decwave

dpwr 36
dmf 10104

temp
gain
spin
hst

pwin
alfa

in
dp

SPECIAL

FLAGS

PROCESSING
a2l
not used
DISPLAY

-
Y
@
-

@ r

- R e 00 GO

L | 9 B O P i e e o e |

120 100 a0

S46




snh-2-017-a

expl s2pul

SAMPLE
date Nov 6 2009
solvent cdc13
file exp
ACOUISITION
sfrq 498 859
in H1
at 2.732
np 32768
SW 5997.0
b 3000
hs 4
W 10.0
pw 10.0
tpwr 53
dl 1.000
tof 0
nt q
ct q
alock n
gain not used
il n
in n
dp Y
hs nn

DEC. & VT
dn F13
dof
dm nAn
dmm c
dmf 200

temp 22.0
PROCESSING
1h 0

fn 32768
math i
werr
wexp wft
whs
wnt

DISPLAY
sp =26.
wp 4066.9
Vs 32
§C 0
we 250
hzmm 16.27
is 137.07
rfi 4131.4
rfp 3629.0
th 6
ins 1.000
ait ph

S47




snb-2-076-a-13C

axpl  CARBON

SAMFLE

date Nov 6 20039

sclvent coci3

fila [

ACQUISTTTAN

-] 26002.6

at 1.300

np 93644

fb 20000

bs L]

dl 1.000

nt 128

ct

TRANSMITTER

tn C13

sfrg 125.702

tof 865.4

tpwr 56
9.200

DECOUPLER

dn

dof 0

dm nny

decwave

dpwr 36

dmf 10104

SPECIAL
temp 2.0
gain 42
spin 20
hst 0.008
pwan §.200
alfa 10.000
FLAGS
i1 n
in n
dp ¥
hs nn
PROCESSING
1b 0.50
n not used
DISPLAY
sp -319.1
wp 23257 .1
rfi 14808.8
rfp 8707.0
rp -54.0
Ip -230.6
PLOT
wC 250
scC 0
vE 1292

S48




snb-2-020-a
expl szpul
SAMPLE DEC. & VT
date Sep 4 72009 dn
solvent cdcl3  dof -1425.0
file ex om nnn
ACQUISITION dmm
sfrq 399.951 dmf L]
tn H1 PROCESSING
at 2.008 0.10
np 20032 fn 32768
SwW 5000.0 math i
fb 3000
bs 4 werr
pw 12.0 wexp
pw 12.0 whs
tpwr 57 wn
dl 4.000 DISPLAY
tof 0 sp -36.3
nt B wp 3693.7
ct B vs 67
alock n sc 0
gain not used we 250
FLAGS hzmm 1a.77
i1 n 1Is 127.06
in n rfl 3396.8
dp y rfp 2903.6
hs nn th 9
ins 1.000
al ph
A g _ i =3 R
T T T T B B A e
8 7 6

il L
T T [ ¥ T ¥ [ T e T T T T T T T
5 4 3 2 1 ppm
) -
0.5200 3.51
0.60 1.13

S$49



snb-2-020-a-13C
expl CARBON

SAMPLE
date Sep 7 2009
solvent GoG13
file shome/2aKaria~
n/beaumont /snb=2=0~
20-a-13C.500.7id

ACQUISITION

W 36003.6
at 1.300
np 93644
b 20000
bs 4
dl 1.000
nt 1024
ct

52
TRANSMITTER
ci3

temp
gain
spin
hst

pwig
alfa

i1

in

T T L e

180

T T T T T T T T

SPECIAL
.0
az
20
0.008
9.200
10.000
FLAGS
n
n
¥
nn
PROCESSING
0.50
not used
DISPLAY
=503.1
25847 .4
14915.1
§4707.0
-60.1
-243.3
PLOT
250
0
1838
7
cdc  ph
1610

140

S50



i
snb-2-024-a
expl s2pul iy
2O
SAMPLE DEC. & VT S
date Sep 8 2008 dn F19 1
solvent cdc13  dof 0 N
file exp  dm nnn s
ACQUISITION dmm [
sfrg 499.859 dmf 200
tn H1 temp 22.0
at 2.732 PROCESSING
np 32768 b 0.20
Sw 5997.0 fn 32768 -
Eb 3002 math i =
5
[ 10.0 werr CC|3
pw 10.0 wexp wft
tTpwr 3 whs
dl 4.000 wnt 4
tof 0 DISPLAY
nt 8 sp =36.8
ct & wp 4602.8
alock VS 24
gain naot used sc ]
FLAGS we 250
il n  hzmm 18.41
in n 1is 237.19
dp A i 2 4132.1
hs nn rfp 3628.0
th 80
ins 1.000
ai ph
L
E 7
l | i MA
= T T T T T T T T T T T T T T T P
9 8 7 6 5 4
l—.~ S,
0.98 1.0

S51




snb-2-024-a-13C
expl  CARBON

SAMPLE
date Sep & 2009
solvent cDciz
file shomesZakaria~
n/beaumont /Enb=2-0~
24-a-13C.500.Fid
ACQUISITION

sW 36003.6
at 1.300
np 93644
fb zZoo0o0
b 4
dl 4.000
nt 128
ct 128
TRANSMITTER
tn
sfrog 125.702
tof 865.4
tpwr 5B
9.200
DECOUPLER
dn H1
dof 1}
dm nny
decwave
dpwr 38
dmf 10104

SPECIAL
temp 22.0
gain 42
spin 20
hst 0.008
pwa0 8.200
alfa 10,000
FLAGS
il n
in n
dp y
hs nn
PROCESSING
b 0.50
fn not used
DISFLAY
sp -435.5
wp 26503.3
rfl 14907 .2
rfp 9707.0
rp -76.9
1p -261.3
PLOT

wC 0
sC

'] 3310
th -1
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snb-2-054-a

expl sZpul
LR /O
SAMPLE DEC. & VT b
date Oct 7 2009 dn F19
solvent cdc13  dof 0
file exp dm nnn NC NH
ACOUISITION dmm g

sfrq 199.859 dmf 200
tn H1 temp 22.0
at 2.732 PROCESSTNG
np 32768 b 0.20
W 5997.0 fn 32768 _
fb 3000 math i =
bs a
Pw 10.0 werr CC|3
pw 10.0 wexp wit
tpwr 53 whbs
dl 4.000 wnt
tof 0 DISPLAY 8
nt 8 sp =66.1
ct 3 wp 3819.1
alock n ws 4
gain not used sc 0

W 250
il n hzmm 15.28
in nois 137.07
op y rfl 41321.7
hs nn rfp 3629.0

th 13

ins 1.000

ai ph

— " T — I — — — — e m —T—
7 3 5 4 3 & 1 ppm
i Aty L Lt bl
1.01 0.02 0.061.08 .06 D.189.34
0.07 1.08 1.00 0.08 1.00 2.95
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snh-Z-054-a-13C

expl CARBON

SAMPLE SPECIAL ,
date Oct 7 2009 temp .0
sri)'lvent cocia ga}n 42
file shome/Zakaria~ spin 20
n/beaumont fanbh=%=0~ hst 0.o008 NC NH
54-a-13C.500.fid  pwio 9.200
ACQUISITION alfa 10.000
SW 36002.6 FLAGS
at 1.300 11 n
np 93644 in n
fb 20000 dp y -
bs 4 hs nn =
di 1.000 PROCESSING
nt 128 1b 0.50 CC|3
ct z fn not used
TRANSMITTER DISPLAY
tn sp -238.3 8
sfryq 125.702 wp 25579.8
tof 865.4 rf1l 14918.7
tpwr 56 rfp 9707.0
9.200 rp 16.7
DECOUPLER p =253.5
dn PLOT
dof 0 we 250
dm nny sc [}
decwave vE 956
dpwr 36 th ) 12
dmf 10104 ai cdc ph
in
P et o S e B e o P i R ) B ) P i i i N S R M O O e | T T T | L T LE G e e T i
180 160 140 120 100 a0 60 40 20 ppm
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Ao so DT OhaS et ho= @ e

xpl

£

|

te
1

ijle

"

T

alin

exp
ACOUISITION
q 439.8

s2pul

SAMPLE
Dct 26 2009

vent dzo

.860
H1
2.732

not used
FLAGS

rilclﬂoroleuﬂns-ﬂc'r salt O

G DEC. & VT Flg HO

NHCl

dof

dm nnn

dmm 4

dmf 200 A

temp ESSINGZZ'D =

PROCI

1h 0.10 CCI3

fn 37768

math i

warr (25,485)-5,5,5-trichloroleucine

wexp wit

whs

wnt

DISPLAY

sp 450.9

wp 2003.6

vs 1158

sC 0

WC 250

hzmm &.01

is 1296.38

rfi 28Z26.5

rfp 23493.3

th 2

ins 1.000

ai ph

|
R e M J i ,./ .,
T T T T r T T T T T T T T T T
4.0 3.5 3.0 L 2.0 1.5

= 1 T | o —_—
1.00 1.04 2.91

S§55
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snb-trichloroleucine-13C-D20-Me0D

expl CARBON

SAMPLE
date Nov 20 2008
solvent cdZad
file ex
ACQUISITION
W 36003.6
at 1.300
np 93644
fb 20000
bs L)
dl 1.000
nt 10000
ct a61
TRANSHMITTER
in cls
sfrg 125.702
tof 865.4
tpwr 56
9.200
DECOUPLER
dn H1
daf L]
dm nny
decwave
dpwr 36
dmf 10104

SPECIAL
temp 22.0
gain 12
spin 20
hst D.008
pwil 3.200
alfa 1Dp.000
FLAGS
n
in n
up %
hs
PROCESSING
-5
fn nat used
DISPLAY
sp -114.3
wp ?5480.8
rfi 11056.6
rfp 6177.6
rp -18.1
p =258.2
PLOT
we 5
sc
V5 18575
th

HO

(2S,48)-5,5,5-trichloroleucine
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snb=2-034-crudez

expl s2pul
SAMPLE
date Sep 14 2009
solvent cdcl3
file ex
ACQUISITION

sfrg 499 859
tn H1
at 2.732
np 32768
S 5997.0
fh 3000
bs 4
pw 10.0
pw 10.0
tpwr 53
dl 4.000
tof 0
nt 8
ct &
alock n
gain not used
il n
in n
dp y
hs nn

fn
math

wers
wexp
whe
wnt

temp 22.0
PROCESSING
113 0.20

nnn

i+
200

32768
1

wft

DISPLAY
-105.6
5584.9

rh

HO

)

&0l

S57
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snb=2=034=a=130C
expl CARBON

SAMPLE
date Sep 14 2009
solvent cncil3
file shame/Zakaria~
n/heavmont /snb=2-0~

34-a-13C.500.f1id
ACQUISITION
W 36003.6
at 1.300
np 936449
b 20000
bs Ll
dl 1.000
nt 256
ct a
TRANSMITTER
tn C13
sfrg 125.70%
tof B65.4
tpwr 56
8.200
OECOUPLER
dn
dof
dm nny
decwave
dpwr 36
dmf 10104

SPECIAL
temp 22.0
gain 4z
spin 20
hst 0.008
pwaD 9.200
alfa 10.000
FLAGS
il n
in n
dp Y
hs n
PROCESSING
b 0.5
fn not used
DISPLAY
sp -401.5
wp 56145.7
rfi 14873.1
rfp 9707.0
rp -648.3
p -244.2
PLOT
we 250
sc 1]
V5 4016
th 8

ai cdc ph

HO
O

Gols

200 180
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snb-2-078-a
expl sZpul

SAMPLE
date Oct 15 2008
solvent cdcl3
file exp
ACQUISITION

sfryg 4199.859
tn H1
at Z.732
np 32768
W 5997.0
fh 3000
bs

pw 10.0
pw 10.0
tpwr 53
dl 4.000
tof 0
nt B8
ct &
alock

n
gain not used
FLAGS

i1 n
in n
dp 4
hs nn
T T I

8

DEC. & VT
dn Fi9
dot o
dm nnn
dmm <
dmf 200
temp

PROCESSTING
b 0.z0
fn 32768
math i
wWerr
wexp wft
whs
wnt

DISPLAY
&p =41.3
wp 4617 .4
vs 77
£C
wWe 250
hzmm 18.47
is 137.07
rfl 4130 .3
rfp 3629.0
th 13
ins 1.000
at ph

 Cr ~ S ¢
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snbh-2-078-a-13C
expl CARBON

SAMPLE
date 0ct 15 Z008
solvent cpciz
file /home/Zakaria~
n/beaumont /snbh-2-0~

76-a-13C.500.f71d

ACQUISITION
S 36002.6
at 1.300
np 93644
b 20000
bs a
dl 1.000
nt 128
ct 3z

TRANSMITTER
tn ciz
sfrg 125.702
tof 865.4
tpwr 56
9.200

DECOUPLER

mw
dof o
dm nny
decwave

dpwr 386
dmf io0104

temp
gain
spin
hst

SPECIAL

PROCESSTING
0

not
DISFPLAY

-4
25550,
14308.
3707
-5,
-251.

FLOT

cdc  ph

160

0
used

e
o

~
<«
s 8 .
Noes wooDRe

I B W G

d
i

140

S60




enb-Z=-086-a

S61

0.35

expl  s2pu) NH CC|3
SAHWPLE DEC. & VT HO
date Nov 14 2009 dn F18
solvent cd3od dof 0
file exp dm nnn
ACQUISITION dmm c e
:frq 439.83% dmf 20[0' -
n emp g =
at 2.732 PROCESSING CC|3
np 32768 .
Ew 5987.0 fn 32768
b 3000 math i 6
bs 4
pw 10.0 werr
pw 10.0 wexp wit
tpwr 53 wbs
gl 4.000 wnt
tof DISPLAY
nt 16 sp =26.
ct 16 wp 4210.0
alock VS 115
gain not used sc¢
FLAGS Wi 250
il n  hzmm 17.24
in n is 130.11
ap y rifi 2837.4
hs nn rfp 2434.3
th
ins 1.000
ai ph |
|
| |
|
‘ |
s S 5 /
e M oo e Y R IR AL W
- T T T T T T T T T T T T T T T T T T T T T T e 1 ' I ! !
8 /4 6 3 4 3 2 1
L L L — b
1.00 0.98 1.90 Z2.82

ppm



snk-2-111-a-13cC

expl CARBON

SAMPLE SPECIAL
date Nov 13 2003 temp 2.4
solvent cd3od gain 12
file ex spin 20
ACQUISITION hst 0.008
W 36003.6 pwil §.20
at 1.200 alfa 10.000
np 936449 FLAGS
fb 20000 i1 n
bs 4 in n
d1 1.000 dp ¥
nt 100000 hs nn
ct 2345 PROCESSING
TRANSMITTER b 0.5
tn C13 fn not used
sfrg 125.702 DISPLAY
tof 865.4 sp -353.8
Tpwr 56 wp 25788.6
W 8.200 rfl 11207 .2
DECOUPLER rfp 6177.6
dn rp -83.9
dof o p -273.0
dm nny PLOT
decwave wC 250
dpwr 36 sc 0
dmf 10104 wvs 11764
th
al cdc ph
T T T T T B v | T T
180 160

S$62
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exXpl s2pul
SAMPLE DEC.| & VT
date Nov 24 2009 dn 18
solvent c6db6 dof 0
file exp dm nnn
ACQUISITION dmm C
sfrq 499 .859 dmf 200
tn H1 temp el
at AP PROCESSING : :
np 32768 fn 32768 13R—neodySIden|n
SWw 2997.0 math i
fb 3000
bs 4 werr
pwW 10.0 wexp wft
pw 10.0 wbs
tpwr o3 wnt
dl 10.000 DISPLAY
tof 0 sp 102 :9%
nt 8 wp 4300.1
CL 8 VS 102
alock I SC 0
gain not used wc 250
FLAGS hzmm BT A |
11 n 1S 1048 .44
in n rT 4086 .7
dp Y TP 3029.0
hs nn th 3
NE 1.000
al ph
|
|
|
|
I
i :
. | ;
r .
[ |
. o
< | A
r | !'
f / /| A
' |
#
[ 3 3 | T ] I I T T ] | I T T | ] T ] T T T o i y pEaEEa | ERSRUNTS o
8 7 5 4 3 ppm
bl ! N o by o i b Y — T el R B
+ Mg 0.28 1.26 o | 1.00 1+33 0.8 R g | .90 9.31¢
B I | 313 .09 0.25 ;88 £ .99 38 gine Su19
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zakarian
Typewritten Text

zakarian
Typewritten Text


5-147-a-cl13
exp2 CARBON

S64

SAMPLE SPECIAL
date Nov 24 2009 temp not used
solvent CDC13 gain 42
file exp spin 20
ACQUISITION hst 0.008
SW 32000.0 pwSs0 9.200
at 1.300 alfa 10.000
np 83230 FLAGS
fb 18000 11 n
bs 4 1n n 13R-neodysidenin
dl 0.200 dp y
nt 100000 hs nn
ct 4905 PROCESSING
TRANSMITTER 1b 0.50
tn Ci3S fTn not used
sfrq 325702 DISPLAY
tof 865.4 sp 668.4
tpwr S6 wp 22444 .3
pw 9.200 rfl 12903.3
DECOUPLER rfp 9707.0
dn H1: B -84.3
dof 0 1p -214.7
dm nny PLOT
decwave wC 250
dpwr 36 scC 0
dmf 10104 vs 20204
th 2
ai cdc ph
|
|
'"TITYIT__]YTTYI#TTTTTTTII’"Y TITTTTYT??TII1TT I f]
180 160 140 120 100 80 60




5=154

expl s2pul
SAMPLE
date Dec 5 2049
solvent cb6db
file exp
ACQUISITION
sfrq 499.899
tn 1 |
at F LR s
np 3278
SW 997 J]0
fb 3040
bs q
pw 1040
pw 10 J0
tpwr 3
dl 8.040
tof 0
nt 4
ct 4
alock n
gain not usqd
FLAGS

il n
in n
dp y
hs nn

|
I}/ W

DEC. & VT
dn F19
dof 0
dm nnn
dmm C
dmf 200
temp 22.0

PROCESSING
fn 32768
math i
werr
wexp wft
wbs
wnt

DISPLAY
Sp 2406.5
wp 3819 .1
VS 100
SC 0
wC 250
hzmm 15.28
is 1632.16
rfl 4086 .7
rfp 3629.0
th 7
ins 1.000
ai ph

neodysidenin

ﬁ‘ Ja M
l 1 I I T 1 1 1 T [ 1 | 1 1 ] 1 I I I | || 1
8 7 S 3 ppm
by ! o L Ly e e i T e i
0.18 0.18 1.14 .00 207 0.58 2.28 3.43 3.56
0.99 1.01 1.05 1:25 2.88 1.95 0.48  3.31
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az-5-15%54-c13

exp2 CARBON
SAMPLE SPECIAL
date Dec S 2009 temp not used
solvent CDC13 gain 42
file exp spin 20
ACQUISITION hst 0.008
SW 32000.0 pw9o0 9.200
at 1.300 alfa 10.000
np 83230 FLAGS
fb 18000 i1 n : :
bs A A i neodysidenin
dl 0.200 dp Yy
nt 100000 hs nn
ct 9268 PROCESSING
TRANSMITTER 1b 0.50
tn G118 Fn not used |
sfrq 125 .702 DISPLAY
tof 865.4 sp 11186
tpwr 56 wp 22047 .4
pw 9200 TF1 12902.8
DECOUPLER rfp 9707.0
dn H1 rp -81.3
dof 0 1p -214.7
dm nny PLOT
decwave wC 250
dpwr 36 sc 0
dmf 10104 wvs 27738
th 7
ai cdc ph
|
TI])TT]]IITTTTTIFTTFIY[T TTTTTTII]TTTTII ] Vi | [ T—TT“[T“T1I ] TTTW“I’TTII]
180 160 140 120 100 80 60 40 20  ppm
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synthetic neodysidenin (500 MHz '‘H NMR, CDCl,)
{
J
s J‘/ A// J
| i i r [ |
| | |
| | j | | L [
[ | | | | | f|
/ / J J / | | .“ IR
» L | VI Ry
| W4 f ! I I
I S O |1 Y V. S TS S | “JAJLALA-”bJJ W WU
o e g e e e e et 2 S e
8 7 6 S 4 3 ? ‘ ;
natural neodysidenin (300 MHz 'H NMR, CDCl,)
i 8 3
T T T ‘T ' T T T T I ¥ T ¥ T l L) L] T T I 1
4 3 2 1

synthetic neodysidenin (125 MHz '’C NMR, CDCl,)

Il | | ]
¥ 2 mw : W wWwA l. Lt et v : ‘ . ;

: T e e L I e e e e S s B S T T S HS A

80 60 40 20 ppm

R i (i s i [ A B e i I T — S
30 160 140 120 100
natural neodysidenin (125 MHz °C NMR, CDCl,)

DbDm
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