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THMT929-1H
°o
expl “Ploton
gJAMPLE
date Sep 2 2009
solvent cdc13
file exp
ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs q
ss 2
di 1.000
nt 100
ct
TRANSMITTER
tn
sfrq 399.768
tof 399.7
tpwr 59
6.400
DECOUPLER
n c13
dof 0
dm nnn
dmm c
dpwr 35
dmf 29412

7.874
7.871
7.856
7.852

7

temp not
gain not used
spin 20
hst 0.008
pwso0 12.800
alfa 10.000
FLAGS

n
in n
dp y
hs

PROCESSING
fn 65536
DISPLAY
sp -199.9
wp 4597 .2
rfl 3708.3
rfp 2894.3
rp -36.9
p 2.0
PLOT

wc 250
sc 0
vs 35
th 5
ai ph
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TMT928-13C% - Qanesy nasa o ~
- o NN ® NN OO o~ o
exp2 Cart®n 2 23323288 "('\I\D @ N
sawol sekotas L N
date Sep 2 2009 temp not used
solvent cdc13 gain
file ex spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 9.500
at 1.300 ailfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp Yy
nt 1000 hs nn
ct 148 PROCESSING
TRANSMITTER 1b 0.
tn c fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3
Ao "1} 221149
w 4.750 rfl 9445.5
DECOUPLER rfp 7740.1
n rp -81.9
dof 0 1p 29.8
dm yyy PLOT
dmm W WwC 250
dpwr 40 sc
dmf 10267 v 7000 OAc
ai cdc ph
P ~
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O (1a)
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S2



>
@

TMT1065-TH
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expl Pr'?ton

4.057
4.050

C

NoOwLwme©
TSTnmNN
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X

SAMPLE
date  Apr 14 2010 temp not used
solvent cdc13 gain not used
file ex spin not used
ACQUISITION hst 0.008
sw 6410.3 pw90 12.800
at 2.700 ailfa 10.000
np 34616 FLAGS
fb 4000 n
bs 4 in n
ss 2 dp y
dl 1.000 hs nn
nt 100 PROCESSING
ct fn
TRANSMITTER DISPLAY
tn sp -199.9
sfrq 399.768 wp 4597.2
tof 399.7 rf1 3708.5
tpwr 58 rfp 2894.3
pw 6.400 rp -44.8
DECOUPLER 1p S
dn C13 PLOT
dof weC 50
dm nnn  sc 0
dmm 3c z: 70
dpwr 5 7
dmf 29412 ai ph O (1 b)
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exp2 CarBon nuuoNN aeij ~n~ :\1 8
sambE SPECIAL N L\U J) -
date Apr 14 2010 temp not used
solvent cdcl13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24508.8 pw30 $.500
at .300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 1000 hs nn
ct 88 PROCESSING
TRANSMITTER 1b 0.50
tn C13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3
Lo S5, 224188
4.750 ﬁ‘l 944477 [
DECOUPLER rfp 7740.1 |
n H1 rp 37.3 |
dof o 1p 8.7 I
dm yyy PLOT
dmm W wC 250
dpwr 40 sc 0
dmf 10267 vs 8000
th 7 ~
ai cdc ph ==
H
|
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7.850
7.848
7.847
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TMT940-1H

expl Proton

SAMPLE
date Sep 23 2009
solvent cdc13

e exp
ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs 4
ss 2
d1l 1.000
nt 100
ct
TRANSMITTER
tn
sfrq 399.768
tof 399.7
tpwr 59
6.400
DECOUPLER
n c13
dof
dm nnn
dmm c
dpwr 35
dmf 29412

7.830
7.828
7.710
7.706
7.691
7.687
7.555
7.539
7.536

7.559
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QQ
P
cc
@

i ot us
hst 0.00,
pw90 12.800
alfa 10.000

FLAGS
il n
in n
dp y
hs nn
PROCESSING
fn 6
DISPLAY
sp -199.9
wp 4197.5
rfl 3708.7
rfp 2894.3
rp 54.5
1p -
PLOT
we 0
sc 0
Vs 30
th 3
ai ph

7.520
7.516
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ex Carbon = noaNNN .\,\L.\.\ ®
| N
| sampLE spkcraL u Lu/ ij)
date Sep 23 2009 temp not used
solvent cdci3 gain 30
e exp spin not used
ACQUISITION hst .
W 24509.8 pw9o 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp Yy
nt 1000 hs nn
ct 124 PROCESSING
TRANSMITTER 1b 0.50
tn fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3
LRNE. 1" o add il
4,750 rf1 94470
DECOUPLER rfp 7740.1
n H1 rp -3.9
dof 0 1p 23.8
dm yyy PLOT
dmm W wC 250
dpwr 40 sc 0
dmf 10267 vs 8000 OAc
th 6
ai cdc ph
~
=
CHj;
O (1¢)
, 1
L e T s o e o s s L L s L e e |
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.892
7.889
7.873
7.870
7.755
7.754
7.753
7.752
7.736
7.735
7.734
7.733
7.615
7.611
7.597
7.593
7.578

SPECIAL 21\%
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TMT959-1H
Y
expi"" Proton
SAMPLE
date Oct 8 2009
solvent cdc13
e exp
ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs 4
sS 2
dl 1.000
nt 100
ct
TRANSMITTER
tn
sfrq 399.768
tof 399.7
tpwr 59
6.400
DECOUPLER
n C13
dof
dm nnn
dmm c
dpwr 35
dmf 29412
T
10
-
°
°
-

o

1.03
1.08 {
1.13
1.09
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TMT959-138 Noeanen < BRRR-E S 5
o~ o Mmoo < -~ O ®© < @
exp2 CarBbn 223899 it ”[ “I\']j @ "
sample SPECIAL QR K
date Oct 8 2009 temp .
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
w 24509.8 pw30 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.000 dp y
nt 10000 hs nn
ct 144 PROCESSING
TRANSMITTER 1b 0.50
tn C13 fn not used
sfrq 100.532 DISPLAY
f L 1028.1 sp -1005.3 J 1
towr " 22114 0
a.7 1 9444.0 o '
DECOUPLER rfp 7740.1
n rp -174.9
dof 0 1p -6.3
dm yyy PLOT
dmm W wWC 250
dpwr 40 sc
dmf 10267 s 10000 OMOM
t
ai ph
.y
=
R B L o o L A e e e e L L e e LA e |
200 180 160 140 120 100 80 60 40 20 0 ppm
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exps  Proton \Ku » U \QJJ)/ L %
SAMPLE /
date Oct 6 2009 21.
solvent cdc13 not- use
file /home/rs1/TMT~ spin not use
/TMT953-1H.fid hst 0.008
ACQUISITION pw90 12.800
sw 6410.3 alfa 10.000
at 2.700 FLAGS
np 34616 i1 n
fb 4000 in n
bs 4 dp y
sS 2 hs
d1 1.000 PROCESSING
nt 100 f 536
ct DISPLAY
TRANSMITTER sp -199.9 e
tn wp 4197.;
sfrq 399.768 rf1 3708.
tof 399.7 rfp 2894.3 OMOM
tpwr . 4'5)9 :p ~146.5
pw .400 1p 5.1
DECOUPLER PLOT =
n we 250
dof scC 0
dm nnn Vs 180
dmm c th 3 CH3
dpwr 35 ai ph
dmf 29412 O (1e)
.
J - J
T L e e e B I — T | E— T | —
9 8 6 5 0 ppm
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exf2 Carbon 288 o ']j w‘ "" o
‘ SAMPLE SPECIAL
date Oct 6 2009 .
solvent cdc13 30
e ex not used
ACQUISITION 0.008
W 245 9.500
at 1.300 10.000
np 63750 FLAGS
fb 17000 n
bs 4 n
d1 1.500 y
nt 1000 nn
t 116 PROCESSING
TRANSMITTER 0.
n c13 not used
sfrq 100.532 DISPLAY
tof 1028.1 1005.3
LRwL 22114.0
4.750 94477
DECOUPLER 7740.1
n H1 -140.9
dof .0
dm yyy PLOT
dmm w sg ( h
dpwr a0
dmf 10267 8000 OMOM
ph
~
=
CH,
O (1e)
e o e B L L ML e R ey . 0 e e
200 160 20 0 ppm
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LOTL"T
STZL T
6vEL"T
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LesL 1
Z8SL"T
§8vS°¢C
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9€98°¢
2898°¢
G188°¢
6988°¢C
9968°¢
9668°¢C
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S069°¥p
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881079
90vC"L
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€08€°L
vEBE L
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T66€°L
pzov L
921V L
9v8Y L
6L87 "L
L66T "L
LEOS L
TLOS L
TLIS L
822G L
092¢S°L
6TVS L
GSPS°L
86LG L
628G "L
166S°L
T209°L
7LS8 L
cSL8 L
0LLB8 L

1
1

31.05.2010
20100531

F2 - Acquisition Parameters

NAME
EXPNO
PROCNO

Date

OMOM

N

(1)

o}

Stloaa
847887
.ecg_lm
i £E s
Sf LT
o
2
a
.
.
5.8 &
WEEE €
ENOJ 2
HZxXDAa0o
HHAME®

0

24
6410.256 Hz
0.195625 Hz

2.5559540 sec

322
78.000 usec

1
1H
10.00 usec
-2.40 dB

6.00 usec
400.1528010 MHz

300.0 K
2.00000000 sec

16384
400.1500164 MHz

F2 - Processing parameters

SI

EM

0
0.00 Hz

0

1.00

SF
WDW
SSB
LB
GB
PC

ppm
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Current Data|Parameters
NAME 31.05.2010
EXENO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100531
Time 12.21
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™D 65536
SOLVENT cpc13
NS 60
DS 0
H 22727.273 Hz . AL
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 4
DW 22.000 usec
DE 6.00 usec
TE 300.0 K ( )
Dl . 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec OMOM
TDO 1
z =
\
o |
PL1 dB ~ _
SFOL Miiz VY”_Pr
(1
P P
15.70 dB
18.70 dB
400.1516010 MHz
-.Pr si L 34 1 1 -
SI 32768 T T T
SF 100.6178138 MHz
WDW EM
ssB [
LB 3.00 Hz
GB 0
BC 1.00

J 1

\ARans A T S RARRARARSS DA ARARS RAARARARAS AARARARARS RAMDA: T R B A A Aanan T Aaha T i T T a

|
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
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TMT949-1H

expl Proton

SAMPLE
date Oct 1 2009 217
solvent cdc13 gain not use
ile exp spin not use
ACQUISITION hst 0.00
sw 6410.3 pw30 12.80
at 2.700 alfa 10.000
np 34616 FLAGS
fb 4000 i1 n
bs 4 in n
ss 2 dp y
di 1.000 nn
nt 100 PROCESSING
t fn 6
TRANSMITTER DISPLAY
tn s =199
sfrq 399.768 wp 4197.5 B
tof 399.8 rf1 3708.5
tpwr 59 rfp 2894.3 OBn
6.400 rp 52.3
DECOUPLER 1p 6.8
n Cc13 PLOT —
dof 0 wc ~~
dm nnn  sc
dmm c vs 250
dpwr 35 th CH;
dmf 29412 ai ph
J
-
T — — i T — T T — —
9 8 6 4 3 0 ppm
= b - = = b e
- om o =3 o - w
b=y S« = - = > -
- - e - - - s
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TMt949-13C eSmeNaNTaInN soeeesn “
o NI w0~ NN OW N L
exp2 carbon 58328338y “""L'D"‘jj b
| e AL M
date Oct 1 2009 temp 21.0
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
w 24509.8 pw30 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 1000 h nn
ct 144 PROCESSING
TRANSMITTER 0
tn C13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 {
224130
. rfl 9447 .0
DECOUPLER rfp 7740.1
n H1L rp 41.9
dof 0 1p -15.2
dm yyy PLOT
:mm 4w we 250
pwr 0 sc
dmf 10267 vs 11000 OBn
th 5
ai ph ~
=
CHs
o (19)
) | J
L e e o s e B L e e L L B R L 2
200 180 160 140 120 100 80 60 40 20 0 ppm
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TMT954-1H

expl Proton

SAMPLE

date Oct 7 2009
solvent cdc13
file exp

ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs 4
sS 2
d1 1.000
nt 100

ct
TRANSMITTER
tn

sfrgq 399.768
tof 399.7
tpwr 59
6.400

DECOUPLER
n c13
dof 0
dm nnn
dmm c
dpwr 35
dmf 29412

temp 1
gain not used
spin not used
hst 0.008
pwa0 12.800
alfa 10.000
FLAGS
n
in n
dp y
hs nn
PROCESSING
fn
DISPLAY
sp - .
wp 4197.5
rfl 3708.5
rfp 2894.3
rp -145.4
1p .4
PLOT
we 0
sc
vs 100
th
ai ph

5.797
5.792

-

3.762
3.756

/—

\__3.739
3.440
3.423
3.418

-
=

2.574
2.570

C

1.588
1.572
1.571
1.566
1.556
1.551
1.535
1.389
1.371
1.351
1.333
0.909
0.891
0.873

\:
¢

| G——

Sow

1.00 {
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TMT954-13C A naees 99 en NoR
o~ NN =N - O W o~ - o L o
ex®2 Carbon PRI ”““"[T “’T T‘\J‘ "" ""
|
L
SAMPLE SPECIAL U I\u) I\Kk
date Oct 7 2009 temp
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pwSs0 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 n
bs 4 in n
d1 1.500 dp y
nt 1000 hs nn
ct 136 PROCESSING
TRANSMITTER 1b 0.
tn Ci3 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp =-1005.3 I
LM TN 23.14.0
4.750 rfl 9447.7
DECOUPLER rfp 7740.1
n H1 rp -142.9
dof 0 1p 3.3
dm yyy PLOT
dmm W wC 250 A
dpwr 40 sc
dmf 10267 vs 10000 O-n-Bu
th 6
ai ph
~
=
CHs;
O (1h)
J
|
L B L e e e e e e o e B e s e B L L L B B B
200 180 160 140 120 100 80 60 40 20 0 ppm
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DBH-A-126
expl stdih

SAMPLE
date Jun 20 2010
solvent cbcis
file exp

ACQUISITION

sfrg 400.446
tn H1
at 2.733
np 32768
sw 5995.2
fb 3400
bs a4
tpwr 59
pw 4.9
d1 1.000
tof
nt 100
ct 0
alock n
gain

FLAGS
il n
in n
dp y

DISPLAY
sp -200.3
wp 4204.6
Vs 60
sc 0
wcC 250
hzmm 0.40
is 2918.18
rfl 3867.2
rfp 2899.2
th 2
ins 1.000

nm no ph

NS oOom
wo To
~~ T
~n~ nLj
DEC. & VT
dfrq 400.446
dn H1
dpwr 30
dof 0
dm nnn
dmm c
f 200
PROCESSING
1b 0.10
wtfile
proc ft
fn 65536
werr
wexp
wbs wft
wnt

—7.240

—6.304

\—6.299

3.373
3.369

-

Uy 1
OMOM
MeO ~
~~
CH;

(11)

2.552
2.494

-
\_2.488
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13C OBSERVE 2 @ RN “° ~ nneex < b <
Cd o~ - ~ ‘o | m g NN~ ©m hd w «©
e e s o N, o ES © N~~~ © wwn ~
exp2  std13c| | | LJ | U)J I U
SAMPLE DEC. & VT
date Jun 20 2010 dfrg 400.446
solvent CbC13 dn H1
ile exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13  dmm w
at 0.800 f 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 100000 wbs
ct wnt
alock n
gain not used J “ l } [
™ L Y
in n
dp y
DISPLAY
sp -0.
wp 22151.8
vs 30 OMOM
sc 0
we 250
hzmm 88.61 Meo —
is 500.00 =
rfl %go.i
rfp 3.3
th a CH;
ins 100.000 (1|)
nm ph O
| 1 L
L L e e 5 L L e e e e B BB S B A ]
200 180 160 140 120 100 80 60 40 20 ppm
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DBH-A- nNoaTTeses it o ee Q2929 wwew ° " «
~r~ e A S wwn ST o< ™ nmmmmm N NN~ o~ - -
expl stdih LJ \|\kkj)) LJ LJ LJ | \|\]/|/ w/{ | |
SAMPLE DEC. & VT
date Jun 11 2010 dfrg 400.446
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1  dmm c
at 2.733 f 200
np 32768 PROCESSING
sw §995.2 1b 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536 -~ N
pw q.
d1 1.000 werr
tof wexp . OMOM
nt 100 wbs wft (1])
ct 0 wnt —
alock n =
gain
FLAGS
il n
in n MeO CHgs
a DISPLAY Y
sp -200.3 O
wp 4204.6
vs 60 \ /
sc 0
wc 250
hzmm 0.6
is 2002.71
rfl 3867.2
rfp 2899.2
th
ins 1.000
nm no ph
ﬂ 11_1 1 A J L& A
L E S S e e B e e s e e o e e BN B S B s m s T —
9 8 7 6 5 4 3 2 ppm
] vy ¥ w ¥ v v J
1.14 1.23 1.25 3.76 .10
1.12 1.00 1.21 3.55 1.03
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w o o ~® @~ © “nowm ~ o~ o~
© ™ © - < w o o~ N O N~W ~ © r~ hd
13C OBSERVE - < e e 2 aaeen ~ oS “
- @ © oo, o< < an~oeT o wwn @
s w ] oS an P NN~~~ © ww ~
exp2 stdl:Fc | | LJ l J LKLJJ I LJ
SAMPLE DEC. & VT
date Jun 11 2010 dfrg 400.446
solvent CDC13 dn H1
file ex dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13 dmm w
at 0.800 f 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
di 2.000 werr
tof 1539.2 wexp
nt 1 wbs
ct 0 wnt
alock n
gain not used - OMOM
3 (1i)
n =
in n ~
d DISPLAY v
sp -0.7
wp 22151.8 MeO CHs
vs a0
sc 0
wc 250 O
hzmm 88.61
is 500.00
rfl 8783.0
rfp 7753.3
th 3
ins 100.000
nm ph
somrdrem—— 1 - I A —
WY y v y - L ¥ e Y Ma ¥ " .
L L A L B I L B B s S S
200 180 160 140 120 100 80 60 40 20 ppm



~on~ ® o N~ N —“o o cona
® T~ so M= 6 S ® b © -
13C OBSERVE o e o ee o a0 e
NN~ © o T oo ® o ® oo INEYENEN
expl  stath Ly U uu U W
SAMPLE DEC. & VT
date Jun 6 2010 dfrgq 400.446
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm c
at 2.733 dmf 200
np 32768 PROCESSING
sw 5995.2 1b 0.10
fb 3400 wtfile
bs s proc szt
tpwr 3 fn 65536
pS 4.9 OMOM
d1 1.000 werr
tof wex
nt 100 whs' wft MeO —
ct 20 wnt =
alr')ck n
gain
“ FLAGS . MeO CH3
in n
dp y (1 k) O
DISPLAY
sp -200.3
wp 4204.6
vs 60
sC 0
we 250
hzmm 0.41
is 1002.37
rfl 3867.4
rfp 2899.2
th 3
ins 1.000
nm no ph
[ i / ’ I
— T T T — I —
9 8 5 4 0 ppm
¥ ¥ v v Era wy
1.11 1.00 1.18 3.82 3.60
1.18 1.21 3.86 3.50 0.38

S21



o o w - < < ° ©n~moo » e ~
w el < ™ - il ~ S oonN T © T -m -
13C OBSERVE® S 2 o~ < v i @ e ~
- o o~ o o ~o < SNooe o ©wown -
exp2  std13q I L U] U o
SAMPLE DEC. & VT
date Jun 6 2010 dfrg 400.446
solvent cDC13  dn H1
file exp dpwr 37
ACQUISITION of 0
sfrq 100.703 dm yyy
tn C13 dmm
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1.
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
dl 2.000 werr
tof 1539.2  wexp
nt 10000 wbs
ct 308 wnt
alock n
gain not used l ‘f
s o
in n I
y
DISPLAY
sp -0.7
wp 22151.8
vs aa OMOM
scC 0
wce 250
hzmm 88.61 MeO =~
is 500.00 ~=
rfl 8783.0
rfp 7753.3
th 5 CH
ins 100.000 MeO 3
.o (1k) O
" A \
+
| | l : ‘ |
| m J ) y— X
L o L L e A L o T L B B B e ]
200 180 160 140 120 100 80 60 40 20 ppm
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7.7331
7.7192
7.7115
7.6976
7.6054
7.5987
7.5803
7.5736
7.2405
7.0703
7.0636
7.0498
7.0430
7.0296
7.0230
6.1530
6.1478
4.9456
4.9289
4.9275
4.6647
4.6479
3.3430
2.5577
2.5565
2.5184
2.5129

Current Data Parameters N\l/ V KV
NAME 21.06.2010
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100622
Time 0.07
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT CDC13
% 0 OMOM
Ds 0
SwH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec F —~
RG 71.8 =
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec CH3
TDO 1
CHANNEL f1 (1 I) O
1H
10.00 usec
PLL -2.40
SFO1 400.1528010 MHz
F2 - Processing parameters
SI 16384
SF 400.1500165 MHz
WDW EM
SSB 0
B 0.00 Hz
GB 0
PC 1.00
r/ a i’ So7
s o A
T I T I I T I I I I T
10 9 8 7 6 5 4 3 2 1 ppm
i | |
) YIS .
ol N © (=) (o @ )
gal S * 318 @ S|a
I~lol - o el ] ey (=)
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Current Data Parameters
NAME 21.06.2010
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100621
Time 23.51
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™ 65536
SOLVENT CDC13
e al I
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 57 s A
DW 22.000 usec
DE 6.00 usec
TE 300.0 K OMOM
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec F —
TDO 1 z I ~
i
A CH
3
v
PL2 -2.40 dB
PL12 15.70 dB
-BL13 18,70 dB | |
SFO2 400.1516010 MHz
F2 - Processing parameters
s1 32768
SF 100.6178096 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
BC 1.00

L L

|

|

T ARaaRAS AN T AaR T i naan

| T
210 200 190 180 170 160 150 140 130

Aaaa \Anaa o

T

120

BARA

110

S24
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7.8663
7.8593
7.8526
7.8449
7.8378
7.8310
7.8239
7.3049
7.2987
7.2934
7.2826
7.2763
7.2711
7.2405
7.2062
7.1991
7.1919
7.1855
7.1787
7.1652
7.1578
7.1508
6.0119
6.0067
4.9226
4.9157
4.9060
4.8988
4.6352
4.6276
4.6185
4.6108

NNV

Current Data Parameters
NAME 1

3.06.2010
S

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100613
Time 22.38
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
32768
SOLVENT cpcl3
NS 21
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 50.8
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1

usec
dB

-2.40
400.1528010 MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

400.1500165 MHz
EM
0
0.00 Hz
0

1.00

(1m)

OMOM

—

0]

=

CHs

3.3368
3.3283

—

2.5615
2.5527
2.5448

10

—~ O

0.97.

— o

1.03

1.04

S25
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Current Data Pargmeters
NAME 13.96.2010
EXPNO €
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100613
Time 22.43
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™D 65536
SOLVENT cpel13
NS 95
Q ne |
SWH 22127.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 71.8
DW 22.000 usec
DE 6.00 usec ( h
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec (1 m) OMOM
DELTA 1.89999998 sec
TDO 1 ~
=
£ CHs
= == CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
BCPD2 90.00 usec L y,
PL2 -2.40 dB | .
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MHz 1
¥ PrBCes s INY ParSMeTeY T !
ST 32768
SF 100.6178082 MHz
WDH EM
sSB 0
LB 3.00 Hz
GB 0
PC 1.00

L L |

T IARARAARARS ARARS T T Aaany

" I T I T T T T I I T

I
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40
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DBH-A-114
expl stdih

SAMPLE
date Jun 14 2010
solvent cbcis
file exp

ACQUISITION

sfrq 400.446
tn H1
at 2.733
np 32768
sw 5985.2
fb 3400
bs
tpwr 59
pw 4.9
d1 1.000
tof
nt 100
ct 0
alock n
gain

FLAGS
il n
in n
dp y

DISPLAY
sp -200.3
wp 4204.6
vs 60
sc 0
we 250
hzmm 2.5
is 2738.24
rfl 3867.4
rfp 2899.2
th 2
ins 1.000

DEC. v
dfrq 400.446
dn
dpwr 30
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
1b 0.10
wtfile
proc ft
fn 65536
werr
wexp
wbs wft
wnt

6.108
6.103

-

,—4.958

\—4.942
—4.675
—4.658

Cl

(1n)

3.365
3.359

C

2.568
2.546
2.541

—
=

1.676
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- TN LWL o NOoOoNO w ~ [
DBH-A-114 NN N e Nl “ < <
o oo T om® < “NooT I © @
exp2 std1f I3 a3ass = ”L“Q\']j "T "i i
SAMPL DEC. vT \ J I L‘LJ
date Jun 14 2010 dfrgq 400.446
solvent CDC13  dn H1
ile exp dpwr 37
ACQUISITION of
sfrq 100.703 dm yyy
tn C13 dmm w
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1b 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 100000 wbs
ct 0 wnt
alock
gain not used
FL.
n
T n
; y I ] ]
DISPLAY
sp -0.
wp 22151.8
i 3 OMOM
sc 0
we 250
hzmm 88.61
is 500.00 Cl =~
rfil 8781.5 =
rfp 7753.3
th
ins 100.000 CH3
nm ph
(1n) o)
-
J ] U
T
L L L L L L L L L L B L B e e e e e S B S S
200 180 160 140 120 100 80 60 40 20 ppm
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DBH-A-A125 KRRV eNN < aoanee a0
L L S ©w TTTTTCT mm

3T U T U

SAMPLE DEC. & OT

date Jun 18 2010 dfrq 400.446

solvent CDC13 dn H1

file exp dpwr 30

ACQUISITION dof 0

sfrq 400.446 dm nnn

tn H1 dmm c

at 2.733 dmf 2

np 32768 PROCESSING

sw 5§895.2 1b 0.1

fb 3400 wtfile

bs 4 proc ft

tpwr 59 fn 65536

pw 4.9

d1 1.000 werr

tof 0 wexp

nt 100 wbs wft (10) OMOM

ct 0 wnt

alock n =~

gai ~=

FLAGS

il n

in n

i " Cl CH3

DISPLAY

sp - .3

wp 4204.6 O

vs 60 _ J

sc 0

wc 250

hzmm 2.42

is 13505.07

rfl 3867.9

rfp T 2899.2

th 5

ins 1.000

nm no ph

1.586

—— T T — T T — v
9 8 7 6 5 4 3

v L v A ¥ ¥ w

1.00 1.04 1.13 3.06 0.91

0.94 0.91 1.14 3.15
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= 0O WM ®© o D -Oo M i o~ -
DBH-A-125 saneas 2 aneen @ - @
5 585538 : srrez 2 & g
exp2 stdiR alaass T ‘ |
[
SANPLIE DEC. & VT LLeiig Y
date Jul 6 2010 dfrg 400.446
solvent CDC13 dn H1
file exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13  dmm w
at 0.800 f 8900
np 38648 PROCESSING
sw 24154.6 1
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp ( )
nt 1e+06 wbs
ct 1100 wnt
alock n (10) OMOM
gain not used
n =
in n =
d DISPLAY v
sp -0.7 Cl CH3
wp ZZISIég
vs
sc O
wc 250
hzmm 88.61 N =
is 500.00
rfl 8778.6
rfp 7753.3
th 4
ins 100.000
nm ph
’!H ‘
| L A L I
L L L L L L B NN B B e o o o S S S
200 180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters ‘\N//% V
NAME 24.06.2010
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100624
Time 12.53
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cpcl3 p
NS 24
DS 0
SWH 6410.256 Hz MS
FIDRES 0.195625 Hz oT
AQ 2.5559540 sec
RG 106 ~
DW 78.000 usec =
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1 CH3
1 10.00 usec ( p)
PLL -2.40 dB L
SFol 400.1528010 MHz
F2 - Processing parameters
sI 16384
SF 400.1500168 MHz
WDW EM
ssB 0
LB 0.00 Hz
GB 0
BC 1.00
J
T T T T
10 9 6 5 ppm
) ) | J |
|~ o) olw© ~
S A <2l Ne ~
[E=2E 8 i - M (-2}

S31




™ — — noHO
~ O O NV ® - o ®w! ~ 0 n
- o~ O oo NN — MW Yo o~ ha —
(=)} ) - wn N @© N O WO — @© @©
. e e e ™ mowm (=)} v o
— o W o~ . N . . .
o - Mm MOANNN - ~~om o o o
~ o ® o~~~ © N ]
Current Data Parameters
NAME 24.06.2010
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100624
Time 13.18
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536 N | l
OTVERT TreYY
NS 57
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz r N
AQ - 1.4418420 sec
RG 64
DW 22.000 usec OTMS
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec =~
di1 0.03000000 sec z =
DELTA 1.89999998 sec |
DO 1 i
CHANNEL f1 X CH3
NUC1 13¢C
I3 10.30 usec
PLL 1.00 dB o (1 p)
SFO1 100. 6288660 MHz \ ')
CHANNEL £2 \ ~
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
BL2_ =2.40 dB L 1 L
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
sI 32768
SF 100.6178125 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00
| [ | L I
ARARAARRSRS RS T aRss Aaaaasasas: T AAARaanassnassasasss s s A B A R M Aanaanss AAARS & |ARRAARRSASaaRS

200 190 180 170 160 150 140

130

120

110

100

S32
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3.500
3.499
2.659
2.657
2.653
2.652
1.573

€

© o ©
o @
TMT939%1H ~
o wwn
expl Troton U
SAMPLE
date Sep 17 2009
solvent cdc13
file exp
ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs 4
sS 2
dl 1.000 s
nt 100 PROCESSING
ct 16 fn 6
TRANSMITTER DISPLAY
tn H1 sp -199.9
sfrq 399.768 wp 4597.2
tof 389.7 rfl 3708.5
tpwr 59 rfp 2894.3
6.400 rp -41.9 OMe
DECOUPLER 1p 3.2
n c13 PLOT ~
dof 0 wc 250 ~=
dm nnn  sc 0
dmm c vs 40
dpwr 35 th 3 H
dmf 29412 ai ph
.
— T T IR — — — T T
10 9 8 7 6 5
- e T
=3 T N~ o
o oo oo o
- e - -
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«© S nwoTom nmo oo o~ =3
el M NOoOoom DO 0N 3 ©
TMT939-13€ SsaNaee rRooew w
~N @ MM oo enNNvVOe o 3
exp2 CarBbn 282288 “""‘L"," “’I w
SAmPLE SPECIAL INUPRY kk)
date Sep 18 2009 temp not used
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pwi0 8.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 1000 hs nn
ct 60 PROCESSING
TRANSMITTER 1b 0.50
tn C13 fn not used
sfrgq 100.532 DISPLAY
tof 1028.1 sp -1005.3
LawE S8 i 224144 .
4,750 rfl 94485
DECOUPLER rfp 7740.1
n H1 rp -83.0
dof 0 1p -8.4
dm yyy PLOT
dmm W wC 250 (
dpwr 40 sc 0
dmf 10267 z; 5002 OMe
ai cdc ph
~
S
. J
| ‘
|
|
|
|
|
|
|
l |
A
L e o B LA o e L e o e o e e B e L e e e e
200 180 160 140 120 100 80 60 40 20 0 ppm
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TMT932-tBu2AuNTf2-1H

0 ppm

: 1/ L
VEZT T\ L revs

FoFizt

_ |¢ | Tere

: m
ewammw ™ tB% ot
MNMMU\\ / L %mm.u

N
J

(2a)
“OEt

— Jsot

/= Fto-t

cc>c
c

65536

FLAGS

PROCESSING
ph
T
8

DISPLAY

rfl
rfp
rp
p

35
29412 ai

[
[
°
[

100
36
H1
399.768 wp
399.7

6410.3

3
=3
=3
~
™
a
@
2]

Proton
SAMPLE
TRANSMITTER
DECOUPLER

expl
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© - T © HWowomnd wnoodHIn o o © i
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TMT932-tBu2AuNTf2-13C o <. S moeRess Nmeenn @ < - -
o o o~ © MmO~ O ONNOMm O T o - w
exp2 Carbon S a 3 2 33888 "L"L']jj“" “T o “I‘ "!‘
|
SAMPLE SPECIAL | I kL U)
date Sep 3 2009 temp not used
solvent cdc13 gain 30
e exp spin not used
ACQUISITION hst 0.008
w 24509.8 pw30 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 1000 hs nn
ct 128 PROCESSING
TRANSMITTER 1b 0
tn C13 fn not used |
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 l [
Laur TR 224140
4.750 rf1 9446.2
DECOUPLER rfp 7740.1
n H1 rp -63.2
dof 0 1p -4.8
dm yyy PLOT
dmm W WC 250
dpwr 40 sc 0
dmf 10267 vs 10000
th S
ai cdc ph OAc
(2a)
o™
" "OEt
H
|
o o L o e N B o e e L e o e A B N N N S R
200 180 160 140 120 100 80 60 40 20 0 ppm
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698°0
Nwm.o\l//
mom.o\)@

SET°T

Sm.a/
626°T
05" T\

89€° T

ws'T
85S°T
v9s 1
62S°T
L8S°T
S6S T
609°T
L1971
22172

620" €
Lo e—/
2S0°€
6S0°€
0l0°¢€
L20°€
280°€
wr'e
8vv°€
LSP°E
vov-e
6lb°€
€0S°¢€
BIS° €
9€S°€

6SE"D
198" Y
8.8 b
98" b
66E°D
9TS g
mum.m\\
6ES"S
9s°§
28079
E«.uﬂ/
65T°9—
[Z43]
Zv6°9
991" ¢
(21802
8812

nS;l/
11272
922" 2\

o
<
~
~

P
ot use

n

JAZ AN
8272
L6272

SPECI

TMT943-1H
expl Proton
SAMPLE

IS

L1120 S
ncm.q\\\
vesTt
82571

0g2" L
6E2" L

not used
65536

FLAGS
PROCESSING

DISPLAY

temp
gain
spin
hst

alfa

cdc13

exp
6410.3 pw90
2.700

Sep 21 2009
solvent
ACQUISITION
TRANSMITTER

date
file
sw

sp

H1
399.768 wp
399.7 rf1
59 rfp

6.400

/|

(2a)

VA d

0 ppm

Foov

Faeze
Fuza
TesT

Fsoe

“} 901

Iv'1
€2°1

Feox

Fzo-t

. .
Fas

oot

Fezz
Fsot
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w il e m OT~Om NMNMOOTWBLN o - ~~ -
w w =l N NONNS O =HOWWMOW - ~ - ~ © -
TMT943-13C ° N RO aneens® s YR
R P S 8 III8] RRRRREE 8 5 ~a 4
exp2 Carbon - - - - e - J J ‘ ‘ { J |
becw. 111U U
date Sep 21 2009 temp not used
solvent cdcl13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 n
bs 4 in n
d1 1.500 dp y
nt 10000 hs nn
ct 476 PROCESSING
TRANSMITTER 0.50
tn €13 fn not used [
sfrq 100.532 DISPLAY |
tof 1028.1 sp -1005.3 ‘
223140
rfl 9442 .5
DECOUPLER rfp 7740.1
n rp -18.5
dof 0 1p 39.4
dm yyy PLOT
dmm W WC 250
dpwr 40 sc
dmf 10267 v; 18000
t
ai cdc ph OAc \
(2a’)
(O
N ‘o,
O-n-Bu
‘ ‘ ‘ g
e B LA e e I s L A L 0 B H (LA e e e |
200 180 160 140 120 100 80 60 40 20 0 ppm
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TMT1066-1H
expl Proton
SAMPLE

date Apr 14 2010
solvent cdci13

le exp
ACQUISITION
sw 6410.3
at 2.700
np 34616
fb 4000
bs 4
sS 2
di 1.000
nt 100
ct
TRANSMITTER
tn
sfrq 399.768
tof 399.7
tpwr 59
6.400
DECOUPLER
n
dof
dm nnn
dmm c
dpwr 35
dmf 29412

temp not used
gain not used
spin not used
hst 0.008
pw90 12.800
alfa 10.000
FLAGS
n
in n
dp y
hs nn
PROCESSING
fn 6
DISPLAY
sp -199.9
wp 4197.5
rfl 3707.7
rfp 2894.3
rp -43.4
1p 1.4
PLOT
we 250
sc
vs 500
th
ai ph

5.859
5.851

1.658
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o w MOWwo o TNOON w o w w
TMT1066-13C ® “ aNeen seeen N 2" “
©w o 0 WwownT ONNOM < - wn wn
exp2 Carbon a 2 aNaas “L“I\Dj ‘T v‘ N" -
|
SAMPLE SPECIAL | L\Ll/iJ
date Apr 14 2010 temp not used
solvent cdcl13 gain 30
e exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 9.500
at 1.300 ailfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.200 dp y
nt 1000 hs nn
ct 240 PROCESSING
TRANSMITTER 1b 0.50
tn C13 fn not used
sfrq 100.532

tof 1028.1

DECOUPLER
dn H1 rp 29.1

dof 0 1p 3.6
dm yyy PLOT
dmm W wC 250
dpwr 40 sc 0
dmf 10267 vs 35000
th 4
ai cdc ph (Zb)
(O
F{’ . ‘OEt
IS e o o L L s L o B e e L G o e e e e s
200 180 160 140 120 100 80 60 40 20 0 ppm
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W U s
SAMPLE SPECIAL
date Sep 24 2009 temp not us
solvent cdcl13 gain not used
file ex spin not used
ACQUISITION hst 0.008
sw 6410.3 pw30 12.800
at 2.700 alfa 10.000
np 34616 FLAGS
fb 4000 i1
bs 4 in
ss 2 dp
d1 1.000 hs
nt 100 PROCESSING
ct 100 fn
TRANSMITTER DISPLAY
tn sp -199.9
sfrq 399.768 wp 4197.5
tof 399.7 rf1 3709.1
tpwr 59 rfp 2894.3 OAC
6.400 rp .4
DECOUPLER 1p 0.0 (zc)
dnf Cig PLOT 5o
o we
dm nnn  sc 0 O A
dmm c vs 150
O ; :
m a ph hEN "'.OEt
HsC
J
T T — T T BB e e B B e e A A S Sy W —
9 8 7 5 4 3 2 1
R - BBE - i -
Rl o oo - m © o
D - O o ~Nm - - o™ ©
PR - - - o < ®

S41



< © b ®» O~ Mo o~ o000V © - ©o o~ ~
w © o © ST LM e NS ON W o - i o~ <
TMT945-13C < v < ~Noesnne © @o9eve = 4 v N o«
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exp2 Carbon = S 3 3 88888 7 "Q'jj“‘ “" S “]‘ “i i
| I
SAMPLE SPECIAL | ‘ I kL U)
date  Sep 24 2009 temp not used
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw9o
at .300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 800 hs nn
ct 800 PROCESSING
TRANSMITTER 0.50 ‘
tn c13 fn not used ‘ |
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 | l
lowr 26..w0 22114.0 b
4.750 rfl 9443.2 I
DECOUPLER rfp 7740.1 |
n H1 rp 0.1 |
dof 0 1p 13.4
dm yyy PLOT
dmm W wC 0
dpwr 40 sc
dmf 10267 vs 12000 c
th
ai cdc ph (2C)
oO"
e ‘o,
OEt
‘ H5;C
|
|
| |
| |
L e e L o NLJNLAN B e e o S L LA B e
200 180 160 140 120 100 80 60 40 20 0 ppm

S42



198°0
£98°0
6,870
28870
268°0
00670
5€2°1
108" 1
6181
18871
9581
8se" 1
mSAI.//
S6b°T
mE.ﬂJ/
omm.ﬁu\
§58° 1,
E.ak
92271
28271
58.°1
218°1
bi8 1
12172
s21°2
NN@.Nl\\
689°2
259°2
699°2

12128
va.my
wwq.mH\\
8EY "€
oy €-

1427281
8sv ¢
09v-¢
S6v°€
215°¢

625°€
2es°¢
SES°E
96€° VY

vov'v
ST v
[ 11284
(21284
JX4 284
LEVY

v80°9
e
260°9
€€0° L
250°2
Wi e
091" ¢

€912
az.mll/
z81°¢
mNN.Nw
aNN.NK
SN.N\\
vz L
vve 2L
w2
99272
58272

SPECIAI
FLAGS
PROCESSING
DISPLAY

Proton
SAMPLE
Sep 28 2009 temp
cdcl13 gain
exp spin
hst
6410.3 pw9o

TMT947-1H
expl
date

TRANSMITTER

(2¢)

OAc
S

_

" "0-n-Bu

HaC

-
o
1
a <
a
—a
ag44¢0a LLUOS—
wWILLL— Zu>Pad
HoN®O mocoLwa
T®o ‘we w £ od
N < O € <
= P
on © ~
3 3
) w
pi
o
>
o
o
w
a
T s
43 “ E3%
cw-023 COEEQE
SuLLa TTTTTD
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I/

e

i

B

0 ppm

Fsve
Fovz
Teve
Fezw

N
Foe

Feot

€1°1
2T

Foorx

cw¥‘=o.w

NFvoct
b0 T
65°2
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TMT947-13C - oos Noennes ® asenns % %9 a9 %
- el ~ n oo, onn w NNOST OO wn - - o o
exp2 Carbon jart 503 S S83ss ® 8NN 9e M o N7
| I 111107 P Pt
SAMPLE SPECIAL ! ! N S~ 7
date Sep 28 2009 temp 21.0
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst
W 24509.8 pw30 8.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs in n
d1 1.500 dp Yy
nt 1000 hs nn
ct 360 PROCESSING
TRANSMITTER 1b 0.50
n Cc13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp - .3 | ]
L o " o
y e et 4 v W ’ Aaalians W y
DECOUPLER rfp 7740.1 '
n H1 rp 19.7 |
dof 0 1p -43.0
dm yyy PLOT
dmm W we 250
dpwr 40 sc 0
dmf 10267 vs 25000
th 3
ai cdc ph OAC
L)
(2¢")
7
I AT
v =
NS
“""0-n-Bu
Ll | HsC J
H H " " ) "
o " " ’ v " i)
v ‘ al " ‘ v " T
A o B B e e o e e B e L B L L B
200 180 160 140 120 100 80 60 40 20 0 ppm
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SST°T
LST°T
21T
SLT°T
06T°T
€6T°T
vss°t
09S°1T
29S°1T
SIS°T
£€85°1
06S°T
T6S°T
909°T

T19°1
€19°1
2z0°¢ \
evoe
Svo°€
€50°€
€90°€
TL0°€
SL0°€
v60°€
98p° €
68v°€
T0S°€
€0S°€
90S°€
60S°€
ves'e

L

Zm.m/
995°¢

695 8\
[Z: 1

Sm.mlkl\

685°€
Z65°¢€
209°¢€
019°¢

965" v\
Nee.vH\
vov v/
m:.v\\
2Ib° b
8Tb°b
gev'y
9sb b
Shb b
8SL°V

1927V
LLLy
6LL°Y
668°V
T06°V
916" v
616"V
SL6° Y
[ 4128
T0S8°S
L1S°S

v2es°s
860°9
S0T°9

hst
pw90
alfa

exp
6410.3

ACQUISITION

OMOM

-

65536
-199.9
4197.5
3708.5
2894.3
-131.4

1.6
250
0
328
S

PROCESSING
DISPLAY

sp
399.7 rfl

399.768 wp

TRANSMITTER
DECOUPLER

0 ppm

Jeve

Tt

®} g0°1

1Y
L1 1

Feot

Feoct
80°1
w0t

Fzot

w
Foo't

Feot
~

01°2
ST°1
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TMT960-13C < A N Nmeent % @ ~ N
= S 5 I3 4 RRRRRRN 3 B 1 3
exp2 Carbon - - - -
| RN Wi '
SAMPLE SPECIAL N )
date Oct 13 2009 temp
solvent cdc13 gain
e exp spin not used
ACQUISITION hst 0.008
s 24509.8 pw90 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.000 dp y
nt 1000 nn
ct PROCESSING
TRANSMITTER 0.50
tn c13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 | l
oML 56 R 22114.0
47750 rf1 9446 .2
DECOUPLER rfp 7740.1
n H1 rp 171.7
dof 0 1p 11.1
dm yyy PLOT
dmm W wC 0
dpwr 40 sc
dmf 10267 vs 8000
th 4
s OMOM
(O
‘ H - “OEt
|
il
|
|
|
Il | |
n R ) L
L e T L B B o o o B L o B e o B e s B R R B e R
200 180 160 140 120 100 80 60 40 20 0 ppm
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Top”
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600"
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692"
98L°
T16°
826"
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T0S°
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SAMPLE

expl

DISPLAY
ph

rfl
rfp
rp
p
vs
th

35
29412 ai

H1
399.768 wp
399.7

TRANSMITTER
DECOUPLER

0 ppm

Feot
Fso°t

wt 81

Fzot

Fzot
~

Feo-2
Foo't
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exp2 Carbon a S % d98ss "’ ""ijjj o "T ‘T "" 'l'
SAMPLE SPECIAL I kKU) K
date Oct 14 2009 temp .
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw9o 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 11 n
bs 4 in n
d1 1.000 dp y
nt 1000 hs nn
t 1 PROCESSING
TRANSMITTER 1b 0.50
tn fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 l | 1
0 .
r B
DECOUPLER rfp 7740.1
rp 198.1
dof [ -3.7
dm yyy PLOT
dmm W wC 250
dpwr 40 sc 0
dmf 10267 vs 15000
th 5
al  ph OMOM
L]
M (2d)
1 AT
| O ~
NS
te, ‘e,
H O-n-Bu
I "
e
L o e e B e e e e S L e e e e o e o LA A e e e BN o
200 180 160 140 120 100 80 60 40 20 0 ppm



9ST°T
€LT°T
T6T°1
ws't
£vS° T
€9L°1
S8L°T

929°2
Sv9°2
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§49°2
Ly e
€8y €
S6b°€
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215°¢
8157 ¢
0.5°€
L85°¢€
€6S°€
119°¢
L1428 4
121287
121287
89V b
Ty
9vy
98y v
vev'v
S9L° v
€8L° Y
1167V
826"V
210°S
8vo°9
960°9
T10°2L
vI0°L
0€0°¢L
€807 L
6ST° L
291°¢L
2L
181°¢L
16172
S6T° 2L
01272

TMT955-1H

-\

B
Q

~

n

7

&\

—

7
MV

7
.

M/

U/

temp
spin

SAMPLE
Oct 8 2009
cdc13 gain
exp

Proton

exp5s

LIS

WOoO £EC>C
coo c
oo
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-
@Nn
o
<
4
w
o
P DY
w3~ ~Cawn
ca@ ~+~BC
movovTNo
=223 =3
o~wo =3
- TS .
ZTN®m -
ocw®
-
-
-
1
-
>
o
Q
b4
2L 2200
LBCH20T

PROCESSING

TRANSMITTER

OMOM

(2e)

“OEt

owmnoen coom
...... w o
onoTOmo o
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e~
IOt
-
o
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a <
a
~—a
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o
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exp6 Carbon 2 3 3 333388 " R “ 5 S i
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SAMPLE SPECIAL !
date Oct 8 2009 temp 0
solvent cdc13 gain
file exp spin not used
ACQUISITION hst 0.008
w 24509.8 pw30 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp y
nt 1000 hs nn
ct 88 PROCESSING
TRANSMITTER 1b 0.50
tn c13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 l
Lows T 22114.0 )
4.750 rfl 9450.7
DECOUPLER rfp 7740.1
n H1 rp 179.7
dof 0 1p 12.2
dm yyy PLOT
dmm W WC 250
dpwr 40 sc 0
dmf 10267 vs 7000 OMOM
th 7
ai cdc ph
(2e)
(O
"0t
HsC
!
|
|
i
e B B A B e o o M 6 U N B LA o ML o o L B A o o o
200 180 160 140 120 100 80 60 40 20 0 ppm
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598°0
£€88°0
988°0
T06°0
S0E°T
£€2¢e°1
we't
09€°T
[1}:1 24
96b° T
pIS T
81S°T
SES'T

TSS°T
wwm.qx\///
9S.°T

2

u:.«/]/
9827 T\

vog 1
229°2
0v9°2
£59°2

vev- €
ey €
9vv-€
osv°¢

99p° €
T6b°€
va.mlJC

ves'e
0es’¢
LvS° €

vos'e
L0se—/
€18°¢

0,972
(2128
92v° ¢

vev'v
va.v\)c

ESv Y

S9L°¥
[4: 728 4
216"V
916"V
626"V
£€6° Y
£10°§
909\
vso 9
ST0°¢Z
T€0°L
vEo- L
SYT° L
0912

44284
v v—/
(1428 4
vov v —
(73284

£91° 2
Gﬁg%
81172

28T 1\

S6T° 2
01272

£ w
o
» Qo
o =
“
a o

TMT956-1H
expl

‘o
se1°L
ﬁ:.n&

7 2008

-
O
o

temp

cdc13 gain

exp

spin

c

FLAGS

hst
pw90
2.700 alfa

6410.3

ACQUISITION

_J

(2¢")

OMOM
N

~—_————

C>EC © owrhmo®m ooom
E M +oeve e W~

655
-189

PLOT

PROCESSING
ph

DISPLAY

rfl
rfp
rp
1p

59
6.400
29412 ai

H1
399.768 wp
399.7

TRANSMITTER
DECOUPLER

0 ppm

T} s
-

Feove
}os-z

18

Fso-t

%,mm,m

Frot

}eo0°1
20°1
wlhpo-T

“} 01

Nleo't

%4mv.m
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TMT956-13C - ° S nunse < noaSeena o 2 29 SN
I S 5 Neeas E ® NRRIR3 i 2 -8 Z 2
exp2 Carbon
"| 1 I ”"LU“" | KLU)J I (.
SAMPLE SPECIAL k )
date Oct 7 2009 temp 0
solvent cdc13 gain 3
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.000 dp %
nt 10000 hs nn
ct 132 PROCESSING
TRANSHITTER 0.50
tn c13 fn not used ‘
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 | L 1
towr. 56 MWD 22114.9
4.750 rfl 9447 .7 I T 1
DECOUPLER rfp 7740.1 |
n H1 rp -150.9
dof 0 1p 28.2 |
dm yyy PLOT
dmm W wcC 0
dpwr 40 sc 0
dmf 10267 vs 8000
th 6
ai ph OMOM
L]
(2e")
(O
e “n,
O-n-Bu
HsC
i
1 I
\ | |
| |
| i | \ | |
L o o o e o BN e S N M i T L B e e e N B LA e o o s e
200 180 160 140 120 100 80 60 40 20 0 ppm
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- Acquisition Parameters
e 20100601
we .21
STRUM spect
JBED 5 mm QNP 18/
LPROG 29
32768
ENT ety
16

0
i 9615.385 Kz
IRES 0.293438 Hz
1.7039860 sec

128
52.000 usec
6.50 usec

Loonitio sec OMOM

EST 0.00000000 sec

WRK 0.01500000 sec (2f)

= CHANNEL £l

10
8.50 use?
3.00 dB
an 599.1030750 MHz

- Processing parameters
2768

599.1000289 MHz
no

0
0.00 Hz
0

1.00

NRR plot parameters
20.00 cm
10.00 cm
? 10.000 ppm
591,00 Hz
4 -0.500 ppm
-299.55 iz
ot 0.52500 ppn/cm
M 314.52753 Hz/em

0.90358

0.89126
0.87888

S
=
—
N
N
(

Integral
1.0000
0.9298
0.8910
0.9261
0.8598
0.9158

)
o~
~
o
o

0.9541
0.9128
1.0344
3.7455
1.0000
2.0574
1.1148
1.0216
1.3005

LNLIL L L L L L L L L L L L L B

ppm 8 6 4 2
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irrent Data Parameters

\ME Das-4-173
{PNO 2
0CNO 1
? - Acquisition Parameters
ite_ 20100601
e 14.23
ISTRUM spect
R0BHD 5 mm QNP 1H/1
JLPROG zg9pg
) 32768
JLVENT H20+D20
3 45
3 0
VH 45045.047 Hz
[DRES 1.374666 Hz
b) 0.3637748 sec
3 2048
11.100 usec
6.50 usec
3 301.6 K
L 3.50000000 sec
11 0.03000000 sec
LT 3.40000010 sec
“REST 0.00000000 sec
ZWRK 0.01500000 sec
CHANNEL f1 =:
13C
4.80 usec
0.00 dB
150.6603858 MHz
= CHANNEL f2 =
PDPRG2 waltz16
Jc2 1H
CPD2 92.00 usec
L2 120.00 dB
L12 9.00 dB
L3 14.00 dB
FO2 599.1029955 MHz
2 - Processing parameters
I 65536
F 150.6438285 MHz
bW EM
SB 0
B 3.00 Hz
B 0
c 1.00
D NMR plot parameters
X 20.00 cm
Y 4.50 cm
1p 200.000 ppm
1 30128.77 Hz
2P 0.000 ppm
2 0.00 Hz
PMCM 10.00000 ppm/cm
M 1506.43823 Hz/cm

S54
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TMT951-1H MR R A R R R A A S N A A R R R R A A
AAENARANNAANANNAANRNRNNRANRNANRNCQOCQOTTTTTTTSTTTTTONMNMMMMMMNNNN ol vl ovd o
expl Proton | Q\)// KLL LU)/ J J/ ))/ \KU))) U)/
SAMPLE SPECI\
date Oct 6 2009 P 2170
solvent cdc13 gain not used
ile exp spin not used
ACQUISITION hst 0.008
sw 6410.3 pw90 12.800
at 2.700 alfa 10.000
np 34616 FLAGS
fb 4000 11 n
bs 4 in n
ss 2 dp y
d1 1.000 hs nn
nt 100 PROCESSING
ct fn
TRANSMITTER DISPLAY
tn sp -189.9 - N
sfrq 399.768 wp 4197.5
tof 399.7 rfl 3708.3
tpwr 59 rfp 2894.: OBn
6.400 rp =142
DECOUPLER 1p 7. (29)
n‘r c13 PLOT 5o
do we
dm nnn  sc 0 O A
dmm Cc vs 450
dpwr 35 th S 3
dmf 29412 ai ph e "':OEt
H3C
J
T I e e e e L s B S e e e L e e e e ) B m S s s p — T—
9 8 7 6 5 4 3 2 1 0 m
EEnanakd - T e T o - PP
O=ine © © - TT T o < L] - m
et 0 - - - - - et o«
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o~ 0 VEHOOITOITNDOINO =3 NSO~ & ~ < o
TMT951-13C « noeeTaNense e weeses - @ o
w © ONDOOONNOT w NN O ST T o o w
exp2 Carbon a BRI S R R R ° o oNRRRRN @ S h -
L 1 U
SAMPLE SPECIAL /))
date Oct 5 2009 temp 0
solvent cdcl13 gain 30
file exp spin not used
ACQUISITION hst 0.008
w 24509.8 pw90 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.000 dp y
nt 100000 hs nn
ct 256 PROCESSING
TRANSMITTER 1b 0.50
tn c13 fn not used
sfrg 100.532 DISPLAY
tof 1028.1 sp -1005.3
221140
. kil 944470
DECOUPLER rfp 7740.1
n H1 rp 10.2
dof 0 1p 45.4
dm yyy PLOT
dam W e 0 ( )
apwr 40 sc 0
dmf 10267 vs 15000 OBn
th 4 2
ai  ph (29)
(O
- "OEt
H;C
I o A e o L e e e e e L0 e e L e e 0 L e e s
200 180 160 140 120 100 80 60 40 20 0 ppm
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exp2 Carbon 2 3 S S888S @ nRRRRee M 29 Al
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SAMPLE SPECIAL >
date Oct 12 2009 temp 1.0
solvent cdc13 gain
file exp spin not used
ACQUISITION hst 0
W 8 pw9o 9.50
at 00 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs in n
d1 1.500 dp y
nt 5700 hs nn
t 5700 PROCESSING
TRANSMITTER 1b 0.50
tn Ci3 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3
DECOUPLER rfp 7740.1 [
n H1 rp 184.2
dof 0 1p -6.2
dm yyy PLOT
dmm W WwC 250
dpwr 40 sc 0
dmf 10267 vs 35000
th a4
al  ph O-n-Bu
% (2h)
| 07
N .)
‘ H5;C
|
‘ |
1i ] ) |
' — o o " ” . ——h
e o o e L e O B L M B e L e e e LA o e e LA e |
200 180 160 140 120 80 60 40 20 0 ppm
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expl stdih |\\ku}/ \KKL \Qu/
SAMPLE DEC. &

date Jun 21 2010 dfrg 400.

solvent CDC13 dn H1

ile ex dpwr

ACQUISITION dof 0

sfrg 400.446 dm nnn

tn H1 dmm c

at 2.733 f 200

np 32768 PROCESSING

sw 5985.2 .

fb 3400 wtfile

bs 4 proc ft

tpwr 59 fn 65536

pw 4.9

d1 1.000 werr

tof wexp

nt 100 wbs wft

ct 88 wnt OMOM

alock n

gain

FLAGS MeO

il n

in n O A

dp y

DISPLAY

sp -200.3

wp 4204.6 . ‘OEt

v & (2i) HsC

sc 0

we 250 \ /

hzmm 2.73

is 2502.71

rfi 3867.4

rfp 28899.2

th 1

ins 1.000

nm no ph

L ENL S s B S MNLA S S p T L e e e AL A e S B s S s s |

9 8 7 4 3 2 ! 1 0 ppm

¥ow vy oy v oy w v
1.06.44 1.01.07 3.273.72 3.87 8.28
1.51 .05 1.06 75 1.23 1.10
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58 g8 9§ = 2 8 RRels § 58 ® g 2
exp2 stdi3c - - -- - - - -
I 1] 1] il L)l U
SAMPLE DEC. & VT r LJ LJ J ~ -
date Jun 21 2010 dfrg 400.446
solvent CDC13  dn H1
file exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13 dmm
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1b 1.00
fb 13400 wtfile
bs 4 proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 100000 wbs
ct 688 wnt
alock n
gain not used
FLAGS
il n § l
Q) w g g
dp y r
DISPLAY
sp -0.
wp 22151.8
vs 55
sc 0
we 250 OMOM
hzmm 88.61
is 500.00 MeO
rl 8777.9 z
rfp 7753.3 i [
th 6
ins 100.000 NS
nm ph D% ",,'OEt
(2i) HsC
¥ N .
|
| I
1 I { | —
— . . -~
L e e e L 2 o L O S L e e A B e 0 D S e e e e e
200 180 160 140 120 100 80 60 40 20

S60



S61

OHONOLNONONCODNVOVODPNNDAANNT DN HONOLOINDVONTOANOINNDODDLOWONNONWLONTN M
TANWOODCONMNNANENNOOIONTOLOWLTTNANNDODNONONLOTNCOCOCDONLOTTNSNOINDOILMNGDOT MN
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SAMPLE DEC. & VT
date Jun 12 2010 dfrq 400.446
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm c
at 2.733 f 200
np 32768 PROCESSING
sw §995.2 1b 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536
pw 4.9
d1 1.000 werr
tof wexp .
nt 100 wbs wft (2]) OMOM
ct 0 wnt
alock n
gain . a
LAGS
i1 n [0
in n
dp y
DISPLAY MeO -~
sp -200.3 OEt
wp 4204.6 H3C
vs 60
sc 0 N J
wc 250
hzmm 1.65
is 2368.86
rfl 3867.6
rfp 2899.2
th 1
ins 1.000
nm no ph
) /1 | It /| / /
— T T T T T T T T T B e e s e e A s s s S T T T
9 8 6 5 1 0 ppm
v vy ¥ vy oy W Yo L w Lsl
1.04 1.00 0.41 1.09 1.07 1295 3.73 4.42
1.04 1.02 1.09.10 3.320.43 13 0.73 0.07
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exp5 stdl3c 1] , U U | LU)J | U
SAMPLE DEC. & VT
date Jun 12 2010 dfrgq 400.446
solvent CDC13 dn H1
ile exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13 dmm w
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1b 1.00
fb 13400 wtfile
bs 4 proc ft
tpwr 58 fn 65536
pw 4.3
di 2.000 werr
tof 1539.2 wexp
nt 10000 wbs
ct 0 wnt
alock n
gain not used l l[ I l
™ 2]
in n |
d
DISPLAY
sp -0.
wp 22151.8
vs 50
sc 0 H
we 250 (2j) OMOM
hzmm 88.61
is 500.00
rfl 8780.8
rfp 7753.3
th 3 O N
ins 100.000
nm ph Meo . ’,,“OEt
HsC
l 'Au ) ‘
. . I ) .
aa oy v - v o R 4 ‘
I L L L L L B L B L L L e e s e e o B B B S L
200 180 160 140 120 100 80 60 40 20 ppm

S62



S WTMWL NS HT AW ETONHOOA="NNODOONODLNINRNONDLOINLLONVOSDOVNONOOM WL~
T m N O DN HDOOONOLDLTNONOOCONONOMNATDINDONOLNETNONOTN—HOTOO®WL®M
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SAMPLE DEC. & VT
date Jun 13 2010 dfrg 400.446
solvent cDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm c
at 2.733 dmf 200
np 32768 PROCESSING
sw §995.2 1b 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 58 fn 65536
pw 4.8 s N
d1 1.000 werr
tof 0 wexp
nt 100 wbs wft OMOM
ct 0 wnt
alock n
satn p MeO (2k)
FLAGS
i1 n O A
in n
dp y 3
DISPLAY Meo Te "oOEt
sp -200.3 HC
wp 4204.6 3
vs 6
sc \ v
wc 250
hzmm 0.93
is 5967.11
rfl 3867.4
rfp 2899.2
th
ins 1.000
nm no ph
b i / / /
T e B A A B s S S s S L B e ) B B S S S B S S Sy e S B S — T
9 8 7 6 4 3 2 1
¥ ¥ ¥y L b i b
1.00 0.98 0.939 1.03 0.361.27 1.09 1.22
0.97 0.99.99 00182 3.53 3.14 4.04
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exp2 std13c U | 1 1 | ‘\U))) R |
SAMPLE DEC. & VT
date Jun 13 2010 dfrq 400.446
solvent Ccbc13  dn H1
file exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13 dmm w
at 0.800 f 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs 4 proc ft
tpwr 58 fn 65536
pw 4.3
d1l 2.000 werr
tof 1539.2 wexp
nt 10000 wbs
ct 0 wnt
alock
gain not used OMOM
i n MeO
in n (2k)
dp y
DISPLAY (O
sp -0.7
wp 22151.8 MeO
vs 100 'OEt
sc 0 H-C
we 250 3
hzmm 88.61
is 500.00
rfl 8779.3
rfp 7753.3
th 4
ins 100.000
nm ph
— ) s - |
oy ae by " sue it o o/ l .
A e e L 5 L0 e o e e B L L L B L L A B
200 180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters M N\y
NAME 21.06.2010
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100621
Time 23.03
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cpc13
NS 15
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hs OMOM
AQ 2.5559540 sec
RG 32
DW 78.000 usec F (2')
DE 6.00 usec
E 300.0 K (0
D1 2.00000000 sec
TDO 1
= CHANNEL £1 = - . “OEt
NUCL 1H H-.C
31 10.00 usec 3
PL1 ~2.40 dB
SFo1 400.1528010 MHz
F2 - Processing parameters
sI 16384
SF 400.1500164 MHz
WDW EM
SSB 0
L8 0.00 Hz
GB 0
PC 1.00
| - ’
J I e v P
N l Lk . |
T I T I T T T T T T
10 9 8 7 6 4 3 2 1 ppm
| ) )
< o 0| N ©0 N ©
= = 122 S 8@
© |1 1—1v| - i< !ﬂ’
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Current Data Parameters
NAME 1.06.2010
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100621
Time 23.07
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
T™D 65536
SOLVENT cpcl3
NS 62
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 71.8
DW 22.000 usec
DB
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1
s OMOM
10.30 usec
1.00 dB F. (2')
100.6288660 MHz
CHANNEL f2 O R
waltz16
1H
90.00 usec . 0,
-2.40 dB .
15.70 dB H C OEt
PL13 18.70 dB 3
SFO2 400.1516010 MHz

F2 - Processing parameters
sI 32768

SF 100.6178135 MHz
WDW EM . " 1 1 "
SSB [ T

LB 3.00 Hz

GB 0

PC 1.00

L 1]

T T T AN v T T

|
190 180 170 160 150 140

130

T
120

1
110

\
100

S66

|
90

T

80

\ana o

70

R AARS ARARASRSS A

60

50

40

T
30

AN aRRA

20



0660°1
T0TT"T
9C¢11°1
0LeT"1
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06991
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L969°1
7669° 1
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1666°¢
LeLs ¢
9689°¢C
€€09°¢C
856€°¢€
€2Cr €
6GCV "€
[41An
8EGV "€
2897 "€
9L8V "€
96067 €
9€¢5° €
0Crs €
097S- €
SPLE" D
918E" ¥
TE6E" T
LI96E" T
0007 " ¥
LETV ¥
68TV ¥
P169° 7
980L" ¥
LOEB ¥
LEEB T
8787
9068° ¥
LSC6° ¥
LLOO"9
8€T0"9
7999°9
LTL9"9
G069°9
65699
LEBL'Y
0L8L"9
768L"9
770879
6L08°9
2G28°9
L8287 9
¢IST L
6G9T"L
LTLT L
981" L
€ove L

N N —

13.06.2010
1
1

Current Data Parameters
PROCNO

EXPNO

NAME

20100613
22.22
spect

5 mu DUL 13C-1

2930
32768
cpel3

F2 - Acquisition Parameters
Date_

Time

INSTRUM

PROBHD

PULPROG

™D

SOLVENT

NS

DS

0

17
6410.256 Hz
0.195625 Hz

OMOM

SWH
FIDRES

0o o
O VO v o N
o v o EE-
o 53x0 30
cwoooo~ zooco
< .00 .o e
HNO 0O =)
N 000 Sca®
n o Mmoo AN
oo~ S n
w S -
. S N
o - o
o~ S
— o
=) v o
JUEmmAD Brak
AxoAe0e 7]

16384
400.1500165 MHz
EM
0
0.00 Hz
0
1.00

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

ppm

10
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Current Data Parameters
NAME 13.06.2010
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100613
Time 22.27
INSTRUM spect
PROBHD S5 mm DUL 13C-1
PULPROG 29pg30
™ 65536
SOLVENT cpc13
NS 7
DS 0
FIDRES 0.346791 Hz
aQ 1.4418420 sec
RG 80.6
DW 22.000 usec P N
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec OMOM
dir - 0.03000000 sec
DELTA 1.89999998 sec
DO 1 (Zm)
CHANNEL f1 =
13C (:) ~“~
10.30 usec
.00 dB F ,
100. 6288660 MHz . 'OEt
CHANNEL £2 H3C
waltz16
10
90.00 usec N 4
-2.40 dB
15.70 dB
18.70 dB
sFo2 400.1516010 MHz
L "
F2 - Processing parameters T ] T
SI 3
SF 100.6178186 MHz
WDW EM
ssB o
L8 3.00 Hz
e 0
PC 1.00
r e e — .

RS aRaRS:

40 30 20

ppm
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SAMPLE DEC. & VT
date Jun 15 2010 dfrg 400.446
solvent CDC13 dn H1
ile exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm c
at 2.733 f 200
np 32768 PROCESSING
sw 5§995.2 1b 0.1
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536
pw 4.9
d1 1.000 werr
tof 0 wexp
nt 100 wbs wft OMOM
ct 0 wnt
alock n Cl
gain 4
FLAGS
il n O N
in n
% prseray i -
2 ) (2n) HsC OFt
wp 4204.6 3
vs 60
sc 0
wc 250
hzmm 0.93
is 2516.93
rfl 3859.3
rfp 2899.2
th 2
ins 1.000
nm no ph
I / i / / /
Jd | ik |
o e B e i B s e e e e e o T L L A S e e S S e e e R
9 8 7 6 5 a 2 1 0 ppm
P ¥ vy oW v Yy v v
0.870.97 0.93.00 0.9 .03 1.32
0.89 0.92 0.97 0.98 11 2.91 3.33

S69



o ~ © oo~ o ~ © wowr®m ® o o~ © -
~ 1 N oTowbo s ~ Howmon~n ~ © © ~
DBH-A-115 © N eweas o Toa%ese = ~ < “ N
< w © Do © w w ~NOTN T w e ° w
exp2 stdl3c 3 S 2 33898 @ “T ""l""" "" bt
P T U
SAMPLE DEC. & VT
date Jun 15 2010 dfrq 400.446
solvent CDC13 dn H1
file ex dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn Ci3 dmm
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 b 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
di 2.000 werr
tof 1539.2 wexp
nt 1000 wbs
ct 0 wnt
alock n
gain not used
. i | |
™ L)
dp Yy [
DISPLAY
sp -0.7
wp 22151.8
vs 35
sc 0
we 250 OMOM
hzmm 88.61
is 500.00 Cl
rfl 8780.1
rfp 7753.3
th 4 O
ins 100.000
nm ph . '.,,'O Et
(2n) HsC
|
| b
L . | L L
S "
L e B e 5 s B B 5 S I B e |
200 180 160 140 120 100 80 60 40 20 ppm
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DBH-A-128 §39aa3a4a43s S8 TRBRENNTITILRRLRSIIST cece NRRN Ao
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SAMPLE DEC. & VT
date Jun 20 2010 dfrgq 400.44
solvent CcDC13  dn H1
file ex dpwr 30
ACQUISITION dof 0
sfrg 400.446 dm nnn
tn H1 dmm
at 2.733 f 200
np 32768 PROCESSING
sw 5995.2 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536
pw 4.9
d1 1.000 werr
tof 0 wexp
nt 100 wbs wft
ct 68 wnt (20) OMOM
alock n
gain 4
FLAGS
n
in n O A
dp y
sp DISPLAY_ ) Cl .. o,
wp 4204.6 HC OEt
vs 40 3
sc 0
wcC 250 . J
hzmm 0.85
is 2626.87
rfl 3867.0
rfp 2899.2
th 2
ins 1.000
nm no ph
Il [ e/ / / /
I | ol I
i e o L s E e e e o L e s e e e A e s e s e LS s s R S
9 8 7 6 5 4 3 2 1 0 ppm
Wy ¥ VoY v - Y e v
1.11.04 1.0a.07 1.92 1.16 .99
1.03 1.00 .07 1.08 3.43 3.48 4.09
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DBH-A-128 ° @ nnReLe - o%eaT @ “ < © o
T o wsonbw w w O ~ANOTN T w © © w
exp2 stdi3c 2 2 222888 e °°| "‘\'Tjjj ‘T " = o -
SaMPLE DEC. & VT . Lreed)
date Jun 20 2010 dfrgq 400.446
solvent CDC13 dn H1
ile exp dpwr 37
ACQUISITION dof 0
sfrg 100.703 dm yyy
tn C13 dmm w
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1b 1.00
fb 13400 wtfile
bs 4 proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 100000 wbs
ct 356 wnt
alock n
gain not used
. W i | ]
AL} ]
dp y
DISPLAY
sp -0.7
wp 22151.8
vs 30
sc 0
ve 250 (20) OMOM
hzmm 88.61
is 500.00
rfl 8778.6 N
rfp 7753.3
th 3 ()
ins 100.000
nm ph Cl . ".,,OEt
HsC
|
l l . A
u
|
| I }
I ——
L L B L B B i SRR ES
200 180 160 140 120 100 80 60 40 20 ppm
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FLAGS
PROCESSING

temp
gain
spin

Sep 15 2009
cdc13

exp

6410.3

Proton

SAMPLE
ACQUISITION
TRANSMITTER

TMT935-1H
expl

date
solvent
file

Ss

H1
399.768 wp
399.7

DECOUPLER

(3a)
“OEt

rfl
rfp
rp
1p
ph

29412 ai

0 ppm

T

—

L Fws

L Ferr

i S6°0
F®pEITT

| %.mu.u

L Fzot

SWNQa
L Jvot

fﬁwo?ﬂ

Fiot

L Tsoz
Feo1
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TMT935-13C o ew RN sacene = < o
8 g  g5ssg SrregE 3 5 2
exp2 Carbon - - - Ao LLJ)J ]
SAMPLE SPECIAL ' LJ I\'\ J)
date Sep 15 2009 temp not used
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw9o 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 4 in n
d1 1.500 dp Yy
nt 1000 hs nn
ct 136 PROCESSING
TRANSMITTER 1b 0
tn C13 fn not used
sfrq 100.532 DISPLAY
tof 1028.1 sp -1005.3 J
lowr Y ) 22114.9,
pw 4.750 rfl 9444.7 T
DECOUPLER rfp 7740.1
dn H1 rp -110.8
dof o 1p 5.3
dm yyy PLOT ‘
dmm W WC 250
dpwr 40 sc 0
dmf 10267 vs 6000
th 5
ai cdc ph
(3a)
o™
. ,
. OEt
H
i
|
| i |
|
L UL
L o o L s o e e L e e o B B L L B B B L A A A N N L N O L N ™
200 180 160 140 120 100 80 60 40 20 0 ppm
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Current Data Parameters \!
NAME 21.09.2009
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090921
Time 14.22
INSTR spect
PROBHD 5 mm DUL 13C-1
PULPR( zg30
D 32768
SOLVENT cDCl3
NS 8 OAc
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz —
AQ 2.5559540 sec ~=
RG 161
DW 78.000 usec
DE 6.00 usec H
TE 300.0
D1 2.00000000 sec
TDO 1 O (4
a)
CHANNEL f1 =
1H
10.00 usec
-2.40 dB
400.1528010 MHz
F2 - Processing parameters
SI 16384
SF 400.1500165 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
/
/
) /
/ /
S J Ir /7 /
T T T I T T T I I
11 10 7 6 5 4 3 2 1 ppm
) L
o o o(t|o|—|o] ¢
< < aNRen| @
- e —OIN|—™ |
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Current Data Parameters
NAME 21.09.2009
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090921
Time 14.29
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULRROG 23pga0, L
™ 65536
SOLVENT CDC13
NS 68
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec ( h
RG 50.8
DW 22.000 usec OAc
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec t
DELTA 1.89999998 sec
TDO 1
PL1 1.00 dB
SFO1 100. 6288660 MHz (e (43)
CHANNEL f2 ===== S J
waltzl6
1H
90.00 usec
-2.40 dB
15.70 dB

SI
SF
WDW
SSB
LB
GB
PC

18.70 dB
400.1516010 MAz

F2 - Processing parameters
32768

100.6178139 MHz
EM
0
3.00 Hz
0

1.00

|

BSARARARAS T

210 200 190

-
180

170

160

150

I
140

g

130

120

T
110
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Current Data Parameters \/
NAME 18.11.2009
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091118
Time 23.10
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT CDC13
NS 24
DS 0
SWH 6410.256 Hz OAC
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 287 :
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec CH3
TDO 1
— O (4b)
NUC1 1H
Pl 10.00 usec
PL1 -2.40 dB
SFO1 400.1528010 MHz
F2 - Processing parameters
SI 16384
SF 400.1500168 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
s
[ i T T I | 1 T
10 9 8 5 4 3 2 1 ppm
I VRN
=) omvlo] (@
=] eI |2
- o\Nrco < I~
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Current Data Parameters
NAME 18.11.2009
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091118
Time 23.19
INSTRUM spect 1 .
FPROUBHD WM DUL-I3C=T T M M
PULPROG 2gpg30
™ 65536
SOLVENT cpel3
NS 61
DS 0 (
s 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec OAc
RG 80.6
DW 22.000 usec
DE 6.00 usec —
TE 300.0 K =
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec CH
TDO 1 3
CHANNEL f1
o O (4b)
P1 10.30 usec
PL1 1.00 dB § J
SFO1 100.6288660 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H N 1 1 L
FCED: T000 usec T
PL2 -2.40 B
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 Miz
F2 - Processing parameters
sI 32768
SF 100.6178193 Mz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
BC 1.00
| J L . | [ — M
T e

I ARana

210 200

ARARRRRARS a T T T ARARARAESS B3

190 180 170 160 150 140 130 120

-
110

S78

e

100
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Current Data Parameters \/ ‘\\ / / %/
NAME 26.09.2009
EXBNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090925
Time 23.32
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cpe13
NS 24
DS 0
SWH 6410.256 Hz OAc
FIDRES 0.195625 Hz
aQ 2.5559540 sec
RG 181 =~
i 78.000 usec IS
DE 6.00 usec
TE 300.0 K
b1 2.00000000 sec H
DO 1
= CHANNEL £1
NUC1 1H (0] (40)
Pl 10.00 usec
PL1 -2.40 dB
sFol 400.1528010 Mz
F2 - Processing parameters
st 16384
SF 400.1500161 Mz
WDW EM
ssB 0
LB 0.00 Kz
8 0
rC 1.00
,
s s / /] / /
T | 1 | 1 T J R
11 10 7 6 5 3 2 1 ppm
) - o|(cofen N~ (o
- N =(|2w @l N
- - Mo N -]
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— 189.77
—169.17
——148.66
—-134.92

Current Data Parameters
NAME

-78.77
-77.32
-77.00
- 76.69
-75.43

W

- 60.93

—-39.99

—-33.72

- 28.52
-27.75

_—
T~
—

-27.43

-20.70
-20.66

6.09.2009
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date 20090925
Time 23.47
INSTRUM spect
PROBHD 5 [mm DUL 13c-1
PULPR( 2gpg30
™ 65536
AUENT B3 n o

NS 24
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec N
RG .
DW 22.000 usec
DE 6.00 usec OAC
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec .
DELTA 1.89999998 sec S
TDO 1

=== CHANNEL fl ====

13¢ H
1.00 dB I}
100.6288660 MHz o (40)
EL £2
waltz16 N ~
1H
- [ g

F2 - Processing parameters
327

SI

SF 100.6178074 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

1 | 1

| T I

190 180 170

A T
160 150

140

130

T

120

1
110

100

S80
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Current Data Parameters \l\\‘
NAME 31.05.2010
EXENO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100531
Time 12.15
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cpel3
NS 20
DS 0
SWH 6410.256 Hz OMOM
FIDRES 0.195625 Hz L
2.5559540 sec -
RG 322 \:
DW 78.000 usec
DE 6.00 usec
TE 300.0 K H
D1 2.00000000 sec
TDO 1
- O (4d)
31 10.00 usec
PL1 -2.40 dB
sFo1 400.1528010 MHz
F2 - Processing parameters
ST 16384
SF 400.1500168 MHz
WDW EM
ssB 0
LB 0.00 Hz
GB ]
PC 1.00
;o
s ;o7 rJ
e
T T I T T T T T T
12 1 6 5 4 3 2 1 ppm
) | |
I\ AN AT
© < (rs) (s (2 0| o~
N N [N ] ! N
e - e ||- <t ‘Mol N~
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Current Data Parameters
NAME 31.05.2010
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100531
Time 12.34
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
65536
SOLVENT cpcl3
NS 30
DS 0
SWH 22727.273 Hz " 1 [l L N
RE! O 3T6 73T HE T N
AQ 1.4418420 sec
RG 80.6
D 22.000 usec
DE 6.00 usec
TE 300.0 K ( h
D1 2.00000000 sec
d11 0.03000000 sec OMOM
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ======== :
NUC1 13¢
P1 10.30 usec I
PL1 .00 dB [ !
SFOL 100. 6288660 MHz NS \rr
======== CHANNEL f2 ===m=====
CPDPRG2 waltzlé
1n O (4d)
PCPD2 90.00 usge
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MH
5 L 1 | |
sI 32768 ! T
SF 100.6178168 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
BC 1.00
l ‘ l A AL

{
210

200

| |
190 180

T

170

T

160

T
150

T

140

T
130

T
120

110
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Current Data Parameters
NAME

30.09.2009

EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20090930
Time~ 11.00
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cpe13
NS 24
DS 0
SHH 6410.256 Hz
FIDRES 0.195625 Hz OAc
aQ 2.5559540 sec
RG .
DW 78.000 usec :
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec H
DO 1

= CHANNEL f1 = -

P O (4e)

Pl 10.00 usec
PL1 -2.40 dB )
sFo1 400.1528010 MHz
F2 - Processing parameters
s1 16384
SF 400.1500165 MHz
WOW EM
ssB 0
LB 0.00 Hz
GB 0
BC 1.00

=
~—~

I T T T T T T T T T I

10 9 8 7 6 5 4 1 ppm

- QT DD ||| [
N RIS e~ ie|n
- e NOIO|~i™m
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Current Data Parameters
NAME 30.09.2009
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090930
Time 11.07
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
D, 65536 . ., | el
TELVENT Y
NS 136
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec N
RG 80.6
DW 22.000 usec
DE 6.00 usec
TE 300.0 K OAc
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec —
TDO 1 -~
I3 10.30 usec H
PL1 1.00 dB
SFO1 100.6288660 MHz o) (4e)
J

F2 - Processing parameters
SI 32768

SF 100.6178064 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

| L

l

ARaans an T

|
210 200 190

180

ARARRARARS aarnl

T
170 160 150 140 130

T
120

110

S84

|
100

90

80 70
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9.3678

Current Data Parameters
NAME

Hz
Hz
sec

usec
usec

K
sec

usec

a
@

MHz

MHz

Hz

20.10.2010
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100720
Time 10.39
INSTRUM spect.
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT CDC13
NS 24
DS 0
SWH 6410.256
FIDRES 0.195625
AQ 2.5559540
RG 724
DW 78.000
DE 6.00
TE 300.0
D1 2.00000000
TDO 1

== CHANNEL f1l

Pl 10.00
PL1 -2.40
SFO1 400.1528010
F2 - Processing parameters
SI 16384
SF 400.1500168
WDW EM
SSB 0
LB 0.00
GB 0
PC 1.00

7.3890
7.3843
7.3781
7.3743
7.3712
7.3082
7.2402

=

6.3940
6.3880

2.6176
2.6116

—<

OAc
Ph

I//

HsC
O (4f)

1.9258
1.5640

—— 2.0464

x S /
| .Jul |
T I T I T I T T T T
10 9 7 5 4 3 2 1 ppm
/H /
8 52 3 8 2
- Py - ol ~les
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193.5233

Current Data Parameters|
NAME

169.2538

152.9431

136.3215
133.7093

__—130.0500
\

128.8377
127.9982

~ NN o o @© @
© MmO o — IN
O+ OO o =} =}
nWMmOo W IS} - o
~ S~ 00 < [ o
[ © N —

_
-

20.10.2010)
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100720
Time 10.48
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™D 65536
SOLVENT cpel3
NS 100
DS
SWH 22727.273| Hz
FIDRES 0.346791 Hz
AQ 1.4418420] sec J
BG. A o A
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec -
DELTA 1.89999998 sec
TDO 1 OAc
== CHANNEL f1 anind
10.30 usec Ph —
1.00 dB ~
100.6288660 MHz I
==== CHANNEL f2 ========
RG2 waltzl6 H.C H
1H 3

PCPD2 90.00 usec
PL2 -2.40 dB (@) (4f)
PL12 15.70 dB
PL13 18.70 dB L )
SFO2 400.1516010 MHz
F2 - Processing parametprs J
ST 32764
1-3 - 2 LA "l T T
WDW EM
SsB o
LB 3.00 Hz
GB 0
BC 1.00

.

I

|

. |

ARAS RERSRARANY A

210 200 190

v [
180 170

160

150

140

AR naan:

130

120

r
110

S86
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i
-

2.635
2.627
2.622
2.608
2.602
2.544
2.539

o =4 N T OO NOHONT NSO
5] < TSTNSoOoO® BDONN DG T
DBH-A-140 - « ceanen mannnnne
= ~ wwesTTT NNNNN NN
expl stdih "l‘ \
SAMPLE DEC. vT
date Jul 1 2010 dfrgq 400.446
solvent CDC13  dn H1
file sexport/home/~ dpwr 30
chem/jrh/sdeepak/D~ dof 0
BH-A-140-H.fid dm nnn
ACQUISITION dmm
sfrq 400.446 dmf 200
tn H1 PROCESSING
at 2.733 1b .
np 32768 wtfile
sw 5995.2 proc ft
fb 3400 fn 65536
bs a
tpwr 59 werr
pw 4.9 wexp
d1 1.000 wbs wft
tof 0 wnt
nt 1000 OMOM
ct a8
alock n .
gain aq ~
FLAGS
il n
in n H
dp y
DISPLAY
sp -200.3
wp 5005.4 O (49)
vs 100
sc 0
wc 250
hzmm 20.02 .
is 3038.40
rfl 3867.6
rfp 2899.2
th 3
ins 1.000
nm no ph
T e e L A T T SR A R S S B B S
11 10 9 6 5 4
P v v ¥ v
1.00 31 3.97

S87

3 2
Wy
3.10 3
2.98.10

1.894
1.889

1.876
1.873
1.869
1.668




DBH-A-140

140.735
93.765
79.328
77.315
77.000
76.678
75.375

exp5 stdi3c

—60.631
—55.916

—156.708

/e
N

SAMPLE
date Jul 2 2010
solvent CDC13 dn H1

file exp
ACQUISITION dof 0
rq 100.

el V1) AL " o " " el

—34.767
—30.908
21.011

™ it ) Lol e W " u W y " g
DISPLAY

wp 22151.8

a0

0
wc 250
88.61
is 500.00
8780.1
7753.3 |

a
100.000 }i

nm ph

R

ebh >

e A o ¥ W

| | M N

s T

L s LA A e e o L e B L LA B o o
200 180 160 140 120 100 80 60

S88

LI L e e ey S e e

40 20 ppm
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< @ o ™o~ W ONNAHNO O DN D ©
pBH-A- | 4 & ~ 2 aRnen QoNNAnNNNeeNTNe®ee
~ ww ST ow M NNNNNNNN NN N
expl stdih | U LJ LJ | KQ\\))/ ) ))
SAHPLE DEC. & VT N e
date Jul 7 2010 dfrg 400.446 ==
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm c
at 2.733 dmf 200
np 32768 PROCESSING
sw 5995.2 1b 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536
pw 4.9
d1 1.000 werr
tof wexp
nt 100 wbs wft OMOM
ct 92 wnt
alock n
gain —
FLAGS ~~
n
in n
dp Yy CH3
DISPLAY
sp =200.3
wp 4204.6 O (4h)
vs 6
sc 0
we 250
hzmm 0.24
is 3461.11
rfl 3867.6
rfp 2899.2
th
ins 1.000
nm no ph
. | ‘
T T v — T i = - . ; T
9 8 6 5 4 3 2
¥ v v [ o
1.00 1.33 5.92 4.20
1.41 4.15 0.83 3.43

S89

—1.220

0 ppm



S90

© - ~ ~ Twomo o o No o ©
© @ @ © NHON = ~ o~ Toe -
DBH-A- - “ « - aneee « "~ “e v
© o ~ - onmr~©o® - Tmo -
exp2 std13ca a a % ”L"GJ’J‘ “7 ‘7 "m"'J‘ bt
SAMPLE ‘ DEC. vT
date Jul 7 2010 dfrgq 400.446
solvent DC13  dn H1
file ex dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13  dmm
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 10000 wbs
ct 348 wnt
alock n
gain not used OMOM
il n
in n t
dp y
DISPLAY
sp =-0.
wp 22151.8 CH3
vs 60
sc 0
s 250 O (4h)
hzmm 88.61
is 500.00
rfl 8780.8
rfp 7753.3
th 4
ins 100.000
nm ph
! ' ‘ | P
[ RS W -
" \ O
* y u ™ » " e by o ’
L L e e L L L B e e S B S S S
200 180 160 140 120 100 80 60 40 20 ppm



0Ccre"1T
ZLyE" T
0€GE"T
909¢€" 1T
699€° T
ozLeE T
Z6LE"T
€18€° T
968€° 1
L96€"T
200V T
29071
6ETY T
TLIP"T
0vev 1
€82V° 1T
PrEVT
[AS 22NN
€LPS T
L296°1
29LS"T
668G T
SP09°1T
S189°1
LTOL"T
PSOL"T
POTL"T
00zL T
192L°1
G8EL"T
0S8SL"T
vLoL" T
80LL"T
068L"T
668L°T
0s6€°¢
S00v "¢
SLIV 2
veev e
viev-¢
TLEV T
vESY T
865V "¢
6L87°C
T967°¢C
LTO0S
8V1S°¢C
0€2s"¢C
1626°¢
P9€S"C
G166°¢
€996°¢
S085°¢
vE6S T
€209°¢C
LST9°C
z92e" €
0625 ¥
29rS ¥y
L66L" ¥
TL18° ¥
6016°9
€916°6G
oove L
8v80°0T

"now
Mo
9o

I
I
Ec
qo
Vi
oo

ao
@

o
o

a
€ o
o oz
HEZO
PESEogel
SEa

OZuwa

o 9
9 NN D
o mxw
o
dNMpHOBMOOWVHO~
ECT DI @MOa TwnAaTn
S 00Dry  qwn
Hod am NN A nE
SN 0H ™0  oawn
& en
S a ot
c8 B So
S a o
A
o
5 g
@
A ©
5
g 9
< 208 & 0
| mEa @ w
tovE@a > &
CcE®OS A ma
NBAZEDabunuEHoy
LORHARENZA0M

|

OMOM
=

H
(4

78.000 usec

6.00 usec
300.0 K
1

2.00000000 sec
1H
10.00 usec

-2.40 dB

400.1528010 MHz

16384
400.1500168 MHz
EM

F2 - Processing parameters

SI
SF
WDW

0
0.00 Hz
0

1.00

LB
GB
PC

Ak

ppm
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Current Data Parameters

NAME 02.07.2010

EXPNO 7

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100702

Time 2147, .

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG 29pg30

D, 538, n Lo L

SOLVERT ) \

NS 101

DS 0

SWH 22727.273 Hz

FIDRES 0.346791 Hz

AQ 1.4418420 sec ( h

RG 64

W 22.000 usec

DE 6.00 usec OMOM

TE 300.0 K

D1 2.00000000 sec

d11 0.03000000 sec ==

DELTA 1.89999998 sec =

TDO 1

T T S R — H

NUC1 13C

P1 10.30 usec

PL1 1.00 dB

sFo1 100.6288660 Mz (@) (4 )

====s=== CHANNEL f2 = + . v

CPDPRG2 waltzlé

NUC2 1H

PCPD2 90.00 use

PL2 -2.40 dB

F1z 157048 P I . . | (. o

SFO2 400.1516010 MHz

F2 - Processing parameters

s1 32768

SF 100.6178057 Mz

WDW EM

ssB 0

L8 3.00 Hz

GB 0

PC 1.00

J l . . Jou |

il I

T
210 200 190

i

180

T

170

T T
160 150

T
140

|
130

T T I T I AN T B T

T T
120 110 100 90 80 70 60 50 40 30 20 ppm
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23.09.2009
1
1

Current Data Parameters

EXPNO
PROCNO

NAME

o
5
o
o
YNOLHO®M
ENO O I M0~
89,8885 8
HON QM N
TONOH MO
ao
o a
-2 =]
S a
1
D
= ]
]
=1 n
3
&
e
& Eq8 &
| KE& @@
looE@da >
LENOQ A
N@AZEDA0
[PYSySE=ipg =g

25
[

(5a)

o
NN O
mm oo
wwow
noT®
N
L0 oy
coawn
0
<o
wvo .

o~

7]

2]

o
ma
Eoay
2R

v o 9]
5808 1 a2
i
Sox o Udm
szos- |zses
g82g~ {zs3g
8338 =3
a8 ToqE
S98E . =9%
g7Rg &
g g
g _
. 3
N g
E
2 .3
=3 L HO
-
[SRR =13 L} LR

16384
400.1500164 MHz
EM
0
0.00 Hz
0
1.00

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

ppm
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Current Data Parameters
NAME 23.09.2009
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090922
Time 22.14
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536
SOLVENT cDCl3
NS 133
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec e e
RG™ e
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1 OAc
CHANNEL f1 (5a)
NUC1L 13C
Pl 10.30 usec
PL1 1.00 dB
SFOl 100.6288660 MHz I O A
CHANNEL £2
CPDPRG2 waltzlé .~ u,,
NUC2 1H . “
PCPD2 90.00 usec H OEt ‘ ‘ }
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
ST 3 " T Y n
P i/
WDW EM
SSB [
LB 3.00 Hz
GB 0
BC 1.00
M} J .J } A A A
v . b Mshoted
ARARRARAY AARARARARS AaM T . T AR T AARRRARARS| [ T T T T T A T A R

I T I
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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c6CL T
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18VL"T
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G260°¢
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6Iv1"¢C
vece e
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829V "€
LYLY €
c087 €
126V €
LLEV "€
IGT16 €
6ELGE
§T6G°€
1609°€
LV19°€
L9299 €
€2€9°¢
T6GE P
0€9€" ¥
9¢LE" ¥
ELLE" D
G08E" ¥
258€° Y
LY6E ¥
L2Oov ¥
Le1e: s
LS26°S
LEEG™S
Tove L

1
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Current Data Parameters
03.12.2009

NAME

EXPNO
PROCNO

20091203
23.03
spect

5 mm DUL 13C-1

F2 - Acquisition Parameters
Date_

Time

INSTRUM

PROBHD

PULPROG

TD

SOLVENT

(5b)

6410.256 Hz
0.195625 Hz
2.5559540 sec
181

78.000 usec

6.00 usec

300.0 K
2.00000000 sec

1

1H
10.00 usec
-2.40 dB

400.1528010 MHz

CHANNEL f1

16384
400.1500168 MHz

F2 - Processing parameters

SI

EM

0
0.00 Hz

0
1.00

SF
WDW
SSB
LB
GB
PC

|

J

ppm

10
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Current Data Parameters
NAME

170.8631

154.2896

142.3122

129.2886

124.0198

85.3453

77.3250

=——— 77.0059

T
—~_

76.6868
74.8026

70.3401

64.5785

41.4352

26.8771
25.5551
24.6635

0 N0
© <
R
— O ©
N~ O
ISESEY]

<

15.0287

27.11.2009
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091127
Time 15.45
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 29pg30
™ 65536
SOLVENT cpcl3
Ds 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
1.4418420 sec
RG 71.8
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1
13c
10.30 usec

1.00
100.6288660 MHz

CHANNEL £2
waltzl6
1

OAc

,,,

(Sb)

OEt

S
-

18.70
400.1516010 MHz

F2 - Processing parameters
SI

32768
SF 100.6178205 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

T Aanaanans

190 180

e

170

160

Asnan

150

1
140

130

T

120

T

110

4
100

S96
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1
1

Current Data Parameters
26.09.2009

EXPNO
PROCNO

NAME

0

23.09

spect

2930

32768

CcDC13

24
6410.256 Hz
0.195625 Hz
2.5559540 sec

20090925
5 mm DUL 13C-1

F2 - Acquisition Parameters
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

(S¢)

32
78.000 usec
1
1H
10.00 usec
-2.40 dB

6.00 usec
400.1528010 MHz

300.0 K
2.00000000 sec
16384
400.1500168 MHz

F2 - Processing parameters

SI
SF

EM

0
0.00 Hz

0
1.00

WDW
SSB
LB
GB
PC

10

=2

&

(1]

0
«©
-

w
e
©

ﬁr
~
=

G
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-170.99
-153.71
-138.19

Current Data Parameters
NAME

-129.53
-125.63

64.85

o o+ oY ~
o T ONO MO %]
<« MM NNN NN —

T 26.6

26.09.2009

EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 0925
Time 23.12
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536
OCVENT O
NS 100
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 64
DW 22.000 usec
DE 6.00 usec OAc
TE 300.0 K (5c)
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1 O A

= CHANNEL fl ========

13¢ 7 v,

P1 10.30 usec . ’
PL1 1.00 dB H OEt
SFO1 100. 6288660 MHz

======== CHANNEL f2

CPDPRG2
Nuc?2

waltz1l6
1

18.70 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768
SF 100.6178083 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

| |

190

AARARAS|

170

A Raas T ARaa

T
180 160 150 140

130

120

| T
110 100
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Current Data Parameters \\“\\;\' W// \W/
NAME 02.06.2010
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100602
Time 11.27
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT cocl3
NS 15
o ¢ OMOM
SWiH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 25.4 (sd)
W 78.000 usec
DE 6.00 usec
TE 300.0 K (O
D1 2.00000000 sec
DO 1 .
CHANNEL f£1 H OEt
NUC1 1H
31 10.00 usec
PL1 ~2.40 dB
sFo1 400.1528010 MHz
F2 - Processing parameters
ST 16384
SF 400.1500160 Mz
WDW EM
ssB 0
LB 0.00 Hz
GB 0
BC 1.00
s VPP A s/ e e P v
T T T I T T T T T
10 9 7 6 2 1 ppm
1 i [ TR |
) UL
(5 i e (g~ oalwis
| = el ‘\—\-w.Nlo'
lo - v it
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Current Data Parameters
NAME 02.06.2010
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100602
Time 11.31
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
D 65536
SQLYENT, QRGL3. - T
NS ©2
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 71.8
DW 22.000 usec OMOM
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec (5d)
d11° 0.03000000 sec
DELTA 1.89999998 sec
TDO 1 O N
13c e “a,,
P1 10.30 usec OEt
PL1 1.00 dB H
SFO1 100.6288660 MHz
= CHANNEL f£2 =
waltz16
1H
90.00 usec
-2.40 dB
15.70 dB
18.70 dB
4001516010 MHz
Y l Y Y T
F2 - Processing parameters
sI 32
SF 100.6178179 MHz
WDW EM
SSB [
LB 3.00 Hz
GB [
BC 1.00
ARARRRS A v T T BRaRaaSs R B M Akanany T T T T T T T T T

T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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30.09.2009
5
1

Current Data Parameters

EXPNO
PROCNO

NAME

11.19
spect

20090930
5 mm DUL 13C-1

F2 - Acquisition Parameters
Date

Time™

INSTRUM

PROBHD

PULPROG

TD

— a
= O
< s
0o o
o 88 o 8w
e 0o 8 2ag
228 28x8 23
moownowoooon |mooo
n®e8ls®882s 5823
g &83-.8%5s8 <8
g Y5arcsg88 onad
o oow ® MmO — o
228 2 78 8
S8 g a
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o
Denzoooo
goeid o o
EMo g A
foo o -
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o
1
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Current Data Parameters
NAME 30.09.2009
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090930
Time 11.22
INSTRUM spect
PROBED 5 mm DUL 13C-1
PULPROG 2gpg30
65536
SOLVENT cocl3
NS 102
Ds 0
SWH 22727.273 Hz » N " - N
e S ideccan v - -
AQ 1.4418420 sec
RG 64
bW 22.000 usec ( B
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec OAc
d11 0.03000000 sec
DELTA 1.89999998 sec (59)
DO 1
Pl 10.30 usec
PL1 1.00 dB
SFO1 100.6288660 MHz te, ""'OEt
CHANNEL £2 = H
waltzl6
iH
90.00 usec ~ ot
-2.40 dB
15.70 dB
18.70 dB
400.1516010 MHz
4 v " Sray
SI 32768
SF 100.6178035 MHz
WDW EM
SSB 0
L8 3.00 Hz
B o
BC 1.00
. I Luﬂﬂ — LI e h
aRasasas Aaass T Aaana: T T T T aasases T e T T aRaa T Aaana: g

T
190 180 170 160

T
150 140 130 120 110 100 90
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Jrrent Data Parameters
AME Das-4-108P
XPNO 1
ROCNO 1

2 - Acquisition Parameters

ite_ 20091027

ime 21.35
NSTRUM spect
R0BHD 5 mm QNP 1H/1
JLPROG

bJ 16384
JLVENT cocll

3 16

H 0

H 8389.262 Hz
[DRES 0.512040 Hz

2 0.9765364 sec
3 128

v 59.600 usec
H 6.50 usec
H 300.8 K

L

1.00000000 sec

“REST 0.00000000 sec
WRK. 0.01500000 sec
CHANNEL f1

18
9.20 usec
1 3.00 d8
01 599.1028161 MHz

)

; 599.1000296 Miz

- Processing parameters

W no
B 0
3 0.00 Hz
3 0
: 0.10
»NMR plot parameters
20.00 cm
12.00 cm
P 10.000 ppm
5991.00 Hz
] -0.500 ppn
-299.55 Hz
MK 0.52500 ppn/cm
M 314.52753 Hz/cm

—
-
L
=

— S [e~\oy (=3 ) o) [wo = = o oc&mw
© oo PN o ~| (= =3 o o |=|m ||
= O |wn [ co ~ o [© — [0 o O o[~
g S|~ [0 e} fae} | = ~ |~ frel | [=e|~|o
8 — oo = o o o oo o — —|o [ |
[N L L e 0 L e e e e

ppm 8 6 4 2 0
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Current Data Parameters

NAME Das-4-108P
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091027
Time 21.35
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 29pg
D 32768
SOLVENT cncl3
NS 6144
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
aQ 0.3637748 sec
RG 2048
DW 11.100 usec
DE 6.50 usec
TE 300.9 K
D1 3.50000000 sec
a1 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
YUC1 13¢
Pl 4.80 usec
°L1 0.00 dB
SFOL 150.6603858 MHz
CHANNEL f2 =
“PDPRG2 waltz16
Juc2 1H
2CPD2 92.00 usec
L2 120.00 dB
L12 9.00 dB
L13 14.00 dB
3F02 599.1029955 MHz
?2 - Processing parameters
3T 65536
5F 150.6438189 MHz
W EM
3SB 0
B 5.00 Hz
B 0
xC 1.00
D NMR plot parameters
X 20.00 cm
Y 9.00 cm
1P 200.000 ppm
1 30128.76 Hz
2P 0.000 ppm
2 0.00 Hz
'PMCM 10.00000 ppm/cm
12CM 1506.43811 Hz/cm

ppm
- 170.733
—153.447
140.684
137.678
134119
128.783
_
o128
_\\\_128.002
127.401
126.405

80.300

OV L~ O <t
S OO~ ™
N OV~ O 00
[~ O WO < OV
[~~~ 0w

I
—

— 34.715
15.639
15.304

_— 20.957

| I |
ppm 180 160 140 120
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N (i
SARPLE DEC. VT \/
date Jul 16 2010 dfrg 400.446 \ \ /
solvent CDC13 dn
ile exp dpwr 30
ACQUISITION dof 0
sfrq 400.446 dm nnn
tn H1 dmm
at 2.733  dmf 200
np 32768 PROCESSING
sw §995.2 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr 59 fn 65536
pw 4.9
d1 1.000 werr
tof 0 wexp
nt 100 wbs wft
ct 68 wnt
alock n OMOM
gain
FLAGS
n 5
n n (59)
dp y
DISPLAY
sp -200.3 .,
wp 4605.1 M oy
vs 150 OEt
sc 0 H
wc 250
hzmm 3.28
is 8325.65
rfl 3867.8
rfp 2899.2
th 3
ins 1.000
nm no ph
I f // // / //
— 7 T T T T T T T T L S —T T
10 9 8 5 3 2 1 ppm
¥ vy o9 ey i s ou i
.00 1.06 1.23.07 1.24 1.36 1.43
1.18 2.16 1.29 1.26 2.512.62 3.83
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< o © © ~ “wowor~w o @ W~ o ~ ~
~ © < < © DAONB® © =3 ©© o ~ <
DBH-A-141 ° “’ < < ~ ooeesan « o hid “‘
w w © w w NRNNOT - < w N o= o~ w
expl stdi3c = S 2 B @ ""Lj""'\ “T “ "’L"I’j’ “l‘ "I‘
SAMPLE DEC. & VT ; ’ k)))
date Jul 5 2010 dfrg 400.446
solvent CDC13 dn H1
file exp dpwr 37
ACQUISITION dof 0
sfrq 100.703 dm yyy
tn C13  dmm w
at 0.800 f 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 100000 wbs
ct 660 wnt
alock
gain not used
il n
n ™
dp y
DISPLAY
sp -0.
wp 22151.8
vs 35
sc 0
wc 250 OMOM
l'|zmm 88.61 5
S 500.00
rfl 8785.2 ( g)
rfp 7753.3
th O N
ins 100.000
nm ph . ""'O Et
. -
t r
! ’
| ! | : { i
I 5 1
L L L L L B L 0 L L L L B 0 e e e s s S S S SH L S
200 180 160 140 120 100 80 60 40 20 ppm



DBH-A-149

expl stdih

3.473
3.467
3.461
3.455
1 420
1 a12
1 390
1.220
1 206
1 188
1 176

-
~
-
-

i W

1 163

3
w
-
-

3 450
3 380
1.845
1.831
1.822
1.817
1.808
1 672
1 472
1 442
1 152
1.150
1.142
1.138
1.132
1.124
1.121
1.117
1.107

SAMPLE DEC v \\\ \\
date Jul 7 2010 dfrg .446 \\
solvent CDC13  dn 1
ile exp dpwr 3

ACOUISITION dof 0
sfrq 446 dm nnn
tn dmm
at 2. 733 f 200
np 32768 PROCESSING
sw 5995.2 0.10
fb 3400 wtfile
bs 4 proc ft
tpwr S9 fn 65536
pw 4.9
di 1.000 werr
tof wexp
nt 100 wbs wt OMOM
ct 80 wnt
alock n
gain FLAGS (5h)
i1 n (O
in n
a DISPLAY v “
e "y,
sp -200.3 ) OEt
wp 4204.6 Hs;C
vs 60
sc 0 v,
weC 250
hzmm 3.3
s 2505.46
rfl 3867.2
rfp 2899.2
th
ins 1.000
nm no ph
A // / /// /
i S S e N S s Sty p B = T e
9 8 4 3
] s B e s e Y e
1.290.66 2.48.78 4.80 4.22 1.9%5.61
1.18 L2 4.40 1.41 1.44 3.481 2029
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DBH-A-149 ~ = = N - w a2%ene % 2 ! s 9
© o © o< w o ~NoWwe T w o No N w
exp6 stdi3c 2 3 a o a T "[U"jj “’l o S ““I“T ‘T‘““ ’I'
SAMPLE DEC. vT
date Jul 8 2010 dfrq 400.446
solvent CDC13 dn H1
file exp dpwr 37
ACQUISITION dof 0
rq 100.703 dm yyy
tn C13 dmm
at 0.800 dmf 8900
np 38648 PROCESSING
sw 24154.6 1.00
fb 13400 wtfile
bs proc ft
tpwr 58 fn 65536
pw 4.3
d1 2.000 werr
tof 1539.2 wexp
nt 1e+08 wbs
ct 4876 wnt
alock n
gain not used
1 n
it " ”
dp m
DISPLAY
sp -0.
wp 22151.8
vs 55
sc 0
ve 250 OMOM
hzmm 88.61
is 500.00
rfl 8779.3 (5h)
rfp 7753.3
th 6 o™
ins 100.000
nm ph . s,
HsC
iy ™ " A
g
| | 1
I ‘ | | |
I I s
1
IS L ) B L S e e B B B B RS S S L e e
200 180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters
NAME 07.07.2010
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100707
Time 21.18
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™D 65536
SOLVENT cDC13
NS 101
DS 0 l
;,uﬂ 222,223
TDRES 0.336791 'gf
AQ 1.4418420 sec
RG 71.8
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di1 * 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
Pl 10.30 usec
PL1 .00 dB .,
SFO1 100. 6288660 MHz e ',
EL f2 = OEt
waltz16
1H
90.00 usec
-2.40 dB
15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MHz
B2 el A - Aomesmeras J—
ST 32768
SF 100.6178047 MHz
WDW EM
ssB 0
LB 3.00 Hz
GB 0
BC 1.00

e L

190

180

170

T

160

AARRS AR

150

T

140

130

AR R

120

110

100

S110

T

90

80
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P

Current Data Parameters
NAME

4.5675
4.5645
4.5618
4.5083
4.5055
4.5027

26.06.2010
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100626
Time 13.31
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT cp2C12
NS 8
oS 0 TMSO H
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 144 Z"H
DW 78.000 usec
DE 6.00 usec
TE 300.0 O
D1 2.00000000 sec
TDO 1 (6)
CHANNEL f1
1H
10.00 usec

-2.40 dB
400.1528010 MHz

F2 - Processing parameters
SI 16384

SF 400.1500144 MHz

WDW EM

SsB 0

LB 0.00 Hz

GB 0

BC 1.00 ,

1.5571

0.2219

S111

9.18 =

ppm



Current Data Parameters
NAME 2

155.6029
153.9025

135.0299

129.0339
128.0456
127.8226

124.3918

—— 89
T 88.7362

67.4127

53.7346
53.4646
53.1945
52.9239
52.6541

-0.5913

6.06.2010
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100626
Time 13.36
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
D 65536
SOLVENT cp2c12
S, LY
*‘%g““ T ¥
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 50.8
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
DO 1
= CHANNEL f1 =
13¢
10.30 usec

1.00 dB
100.6288660 MHz

= CHANNEL f2 =

CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB
SFO2 400.1516010 MHz

N

T™MSO H

(6)

F2 - Processing parameters
ST 32768

SF 100.6178199 MHz
WDW EM
$SB 0
LB 3.00 Hz
GB 0
PC 1.00

LU

180 170

I

160

\
150

T

140

|
130

T

120

110

[AARaanasas:

100 90

S112

80

70

IRA

60

T

50

T

40

30



ONOMONTMOHOWLN® e Wn NPDOMNMOWNO =M ©COWTTNDWDD NN
eunuwununTnnmeTTNN nm o WNMNOHOVOLLOWNT T MNOOPONN--O®
THTS44-1H SSSNSaNGSSSS %9 @ dHodSSSeSess eeewndaanes
NANNNANNNNSNNSSS TT < TTTTOOMNOMNONONOM®M -1-1‘-1ﬁv-1-¢-l1-1-1-t
expl Proton \\\QJ)»/‘ U \\U \KU)/ \KU k\»
SAMPLE SPECIAL /
date Sep 22 2009 temp not used
solvent cdc13 gain not used
ile exp spin not used
ACQUISITION hst 0.008
sw 6410.3 pw90 12.800
at 2.700 ailfa 10.000
np 34616 FLAGS
fb 4000 i1 n
bs 4 in n
ss 2 dp y
d1 1.000 hs
nt 100 PROCESSING
ct 44 fn 6
TRANSMITTER DISPLAY
tn H1 sp -199.9
sfrq 399.768 wp 4197.5
tof 399.7 rf1 3708.7
tpwr 59 rfp 2894.3
6.400 rp 54.6
DECOUPLER 1p -4.2
n c13 PLOT
dof 0 wc 250
dm nnn sc 0
dmm c vs 200
dpwr 35 th 10
dmf 29412 ai ph

m / s S
L

-— 7T ———— T — —
9 8 7 6 5 4 3 2 1 0 m
s i - o e BE - PP

S 0o ® ~ T T~ < o © wn hid o

- - - s o o - o - - - - )
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=3 O N O WD ol WNSOWOTNTN L4 ©
TMT944-13C s e ] ® ®usennnyg N N
T §335% 5 =RReevse 58 2
exp2 Carbon
P = ',"*L'U'*‘ \ LU» I [
SAMPLE SPECIAL N
date Sep 22 2003 temp not used
solvent cdc13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 9.500
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 n
bs 4 in n
d1 1.500 dp Yy
nt 1000 nn
ct 328 PROCESSING
TRANSMITTER 0
tn C13 fn not used
sfrq 100.532 DISPLAY t J ‘ |
tof 1028.0 sp =1005.3 | \
22114 0 " " e " n
477 rTl 94410 o v ' Y o o o '
DECOUPLER rfp 7740.1
n H rp -11.4
dof 1p 43.2
dm yyy PLOT
dmm W weC 250
dpwr 40 sc 0
dmf 10267 vs 25000
th S
ai cdc ph
/.....OEt
(7)
|
" | —— n " B
y " y W i ¥

—— - | 1

L I B L B L L L L L L BN B

200 180 160 140 120 100 80 60 40 20 0 ppm
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v2e9 o
L0S9°0
€3969°0
99990
990870
61180
96180
162870
€628°0
0S€8°0
857870
LLY8"0
60680
LLS8"0
61980
618870
966870
cLo6 0
0TT10°¢
09T0°¢
8820°¢C
18€0°¢
6170 C
Z150°¢
8ELO"C
LLLO"C
6980°¢C
2660°¢C
8IV1"C
SEVT'C
43 AN
9661 ¢
1291°¢
cecLite
SI8T ¢
9T61°¢
z861°¢C
6ccCL ¢
88¢L"C
8EVL"C
€v68°¢C
7668°¢C
L606°C
7G16°¢C
7E6S "€
L009°€
7809 "€
896C° ¥
v66C ¥
CETE" P
7EBB Y
8768° ¥
L8OL"S
€186 9
659869
8€66°9
€200°L
€CLT L
ov8T"L
€681 L
068T°L
0v6eT L
896T°L
vLOC" L
vove L

08.05.2010
1
1

Current Data Parameters

EXPNO
PROCNO

NAME

15.21
spect

20100508
5 mm DUL 13C-1

F2 - Acquisition Parameters
Date_

Time

INSTRUM

PROBHD

PULPROG

TD

zg30
32768
cpC13

SOLVENT

— =]
& !
= T
~—_——
oo I o
g 88 5 | B.»
ond $is | i
o0 3oxa udm
zosnsessas~ |zs2a
x°88398398" {3323
R§zigszen R8sz
S ELNEC I R
SEEBZ6BE L oo
S8E°E°RE o AN
38 F "% 3
g7 8 41
« & @ 3
< B g
: E
o
y
g
8
exEhoenupnd
5
ZOonmaAxOQEAR

16384
400.1500168 MHz
EM
0
0.00 Hz
0
1.00

F2 - Processing parameters

sI
SF
WDW
SSB
LB
GB
PC

ppm

10
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Current Data Parameters

NAME 08.05.2010

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100508

Time 15.25

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zgpg30

D 65536

SOLVENT cpc13 J l J

NS 21 ) v 4 A P A o baddy

Y d e w Wort ety J a4 - et

H 22727.273 Hz : ‘[

FIDRES 0.346791 Hz

AQ 1.4418420 sec

RG 64

DW 22.000 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec OAc

dil 0.03000000 sec (sa)

DELTA 1.89999998 sec

TDO 1

Pl 10.30 usec

PL1 1.00 dB »

SFO1 100.6288660 MHz 'IO

-n-Bu
— NEL £2 ===

CPDPRG2 waltz16

NUC2 1H

PCPD2 90.00 usec

PL2 -2.40 dB

PL12 15.70 dB

PL13 18.70 dB

SFO2 400.1516010 MHz
" " 1 WU s A i " v " e vy
W r N oot Wiyl gt 4 v /

sI 32768 |

SF 100.6178041 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

BC 1.00

. - Ll , e m J .
Al nan T T T T T MRS AR ARRARRY T T T T T T RAaaaaassal

r T T IRARRS T

190 180 170 160 150 140

130

120

110

100

S117

90

80

20

ppm



2298°0
908870
68680
050€°T
Z80€°1
T€2E T
892€° 1
8vpe"T
TE9€° T
620S°1T
P6TS" T
£925°1T
29€6° 1
0TPS"T
0065°T
€L56°T
16L5°T
¥Z8G T
66851
8L09°T
€GT9°T
0949°T
0871°2
80582
¥£98°2
pIL8 T
9288°2 I
5068°2
S0v0°€
v6v0°€
€L9V "€ T
ZVLY €
968 "€ Q
506V '€
L90G"€
L8T9°€
2Lz9"€
29€9°¢€
Zev9 €
§259°¢
0659 € D
8TL9°€
¥SL9 €
T697°G
VoLY S
8E67°G
TT05°G
T€99°G
LTZ0" L
S0¥0° L
62€2°L
LSET L
€0VZ" L
9152 L
9GS2 L
8692 L
62LZ L
680€ "L
02TE"L
LLZE L
LOEE" L
PovE" L
vevE" L
Pr6E "L
LETP L

S

(8b)
“0-n-Bu

B

1

i

5
1
[

2930
32768
CcDC13

24
6410.256 Hz
0.195625 Hz

2.5559540 sec

80.6
78.000 usec
1
1H
10.00 usec
-2.40 dB
EM
0
0.00 Hz
0
1.00

20100508

15.49

spect

5 mm DUL 13C-1
2.00000000 sec
400.1528010 MHz

16384
400.1500168 MHz

08.05.2010

—
“
3
M
3]

F2 - Acquisition Parameters

F2 - Processing parameters

Current Data Parameters
SI

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
PC

SF
WDW
SSB
LB
GB

ppm

S118

10
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Current Data Parameters
NAME 08.05.2010
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100508
Time 15.57
INSTRUM spect
PROBHD S mm DUL 13C-1
PULPROG 2gpg30
TD 65536
,‘”%OEXENT C%‘ " " o v
M v y
Ds 0
SHH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG 71.8
DR 22.000 usec
DE 6.00 usec
% 30000 & AcO (8b)
D1 2.00000000 sec
d11 0.03000000 sec O
DELTA 1.89999998 sec H
TDO 1 -
CHANNEL £1
C
10.30 usec 0,
1.00 dB —-
100.6288660 MHz O-n-Bu
CHANNEL £f2 ==
CPDPRG2 waltzlé
NUC2 1H
PCED2 90.00 usec
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB
SEQ 400w S5O - - -
F2 - Processing parameters
sI 32768
SF 100.6178041 MHz
WDW EM
SSB o
L8 3.00 Hz
GB 0
PC 1.00
N | | e
r T T - T AAdasanass AaaRasasss T B RARARa ey ABAaasasas T T has T )

190 180 170 160 150 140 130

110

100 90 80 70 60 50 40 30

S119

20 ppm
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—1.8403

I Z R NSNS N 4

Current Data Parameters
NAME

3.05.2010
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100523
Time 16.38
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 32768
SOLVENT CDC13
Ns 24
DS 0
SWH 6410.256 Hz ( )
FIDRES 0.195625 Hz AcO 8c
AQ 2.5559540 sec OH
RG 80.6
DW 78.000 usec H
DE 6.00 usec o
TE 300.0 K
D1 2.00000000 sec |
TDO 1

. “0-n-Bu

P1 10.00 usec
PL1 -2.40 dB
SFO1 400.1528010 MHz

F2 - Processing parameters
sI 16384

SF 400.1500164 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

N s e e J S Vel

T I T I T I I T T T T I

10 9 8 7 6 5 4 3 2 1 ppm
gle [% 2 & B Rl BT
22 s I < e b D B b B &l
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Current Data Parameters

NAME 23.05.2010

EXPNO 6

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100523

Time 16.14

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG 2gpg30

o S L "y » P Iy " vy e " A P
b v uanbe g MV

SOLVENT CDC13 T A

NS 250

Ds 0

SWH 22727.273 Hz

FIDRES 0.346791 Hz

AQ 1.4418420 sec

RG 71.8 ( )

DW 22.000 usec AcO 8c

D1 2.00000000 sec H
di1l . 0.03000000 sec o
DELTA 1.89999998 sec
TDO 1 I
CHANNEL fl ====s=== l:,,'
13C —-
O-n-Bu
1.00 dB
100.6288660 MHz
= = CHANNEL f2 =====:
CPDPRG2 waltzlé
NUC. 1H
PCPD2 90.00 usec
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB “-l .J J J J L
™ " Qp oo 2o A ") A
v Al [ T 1§

F2 - Processing parameters
32768

SI

SF 100.6178069 MHz
WDW EM
SSB 0

LB 3.00 Hz
GB 0

PC 1.00

S el ) N A ,

vy v ol A v o

| T T | T I [N T T i I T T I I

| | x | |
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters
NAME 20100602
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100602
Time 22.21
INSTRUM spect
PROBHD ~ 5 mm DUL 13C-1 ( )
PULPROG 2g30
TD 32768 OMOM
SOLVENT CDC13
NS 8 —
Ds 0
SWH 6410.256 Hz ~~~n-Bu
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 362 CH3
DW 78.000 usec (9 )
DE 6.00 usec a
TE 300.0 K O
D1 2.00000000 sec L )
TDO 1
-2.40
SFO1 400.1528010 MHz
F2 - Processing parameters
SI 16384
SF 400.1500165 MHz
WDW EM —
SSB 0
LB 0.00 Hz r
GB 0 /
PC 1.00 5 — —~ — |
{ | ) {
_ _J I / . -
J A J
B T — — T L AR T v v | SR —
10 9 8 7 6 5 3 2 1 ppm
®'a | ~ o o) o wo of
S 883 & & 3 t % o N= =
- o =3 o v '~ ~ o~ o~ o ol
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S8 202.1444
_138.2131
—_— 137.5776

128.4643
127.9566
127.7325

__—131.2582
/

~ ~ TOr~ o ~ I\
- v S NOW o ~
© o o NO® [ <
™ o ~mow ™ ©
<« ® I < w
) @ ~e~ s~ 0 w

<

21.8043
18.3907
13.4318

___—— 30.4853
T 29.8066

Current Data Parameters
NAME 00602
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100602
Time 22.28
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
D 65536
SOLVENT cpcl3
NS 10
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
BG 50,5, !
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1
NUC1 13c
Pl 10.30 usec
PL1 1.00 dB
SFO1 100.6288660 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -2.40 dB
PL12 15.70 dB
PL13 18.70 dB
EQ; 4001516010 MH

S
SF
WDW
SSB
LB
GB
PC

F2 - Processing parameters
1 32768

100.6178117 MHz e \
EM
3.00 52 OMOM
l.Og \
~"~n-Bu

|

T T
210 200

J I T I I

190 180 170 160 150 140

130

T
120

|
110

5123

T

100

AAMS Raaa T

90 80

T mr I T

70 60



Current Data Parameters

Hz
Hz
sec

usec
usec

sec

NAME 20100602
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date 20100602
Time™ 22.15
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 30
Ds 0
SWH 6410.256
FIDRES 0.195625
AQ 2.5559540
RG 456
DW 78.000
DE 6.00
TE 300.0
D1 2.00000000
TDO 1

7.419
7.410
7.405
7.403
7.393
7.389
7.386
7.375
7.371
7.370
7.362
7.347

7.343
7.331
7.327

7.314
7.311
7.240

W

(10a)

o)

n-Bu
H;C OMOM

PL1 -2.40 dB
SFO1 400.1528010 MHz
F2 - Processing parameters
SI 16384 7
SF 400.1500168 MHz /
WDW EM / = I
SSB 0 / 7
LB 0.00 Hz i s |
GB 0 / I J A )
PC 1.00 4 - - ’
- — T . . - — T T - T . T —
10 9 8 7 6 5 4 3 2 1 ppm
VAR | i S A i |
’oo\" \ v}l ol (/o) e |
- | { |
= ik S & @0 @
~ -l < ‘N ™mmie
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196.8371

Current Data Parameter
NAME

—— 149.4991
T 148.3940

____—139.6461
—— 139.2511

2010060
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100602
Time 20.04
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30

65536

SOLVENT cpel3
NS 380
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
DO 1

129.1030
128.8723

<

—— 123.8816
T 122.6173
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76.6864
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26.4566
24.2873

T 22.5273

13.9507
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90 80
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PL13 18.70 dB

SFO2 400.1516010 MHz

F2 - Processing parameters

SI 3276

SF 100.6178020 MHz

WDW EM

SSB 0 O

LB 3.00 Hz

GB 0

PC 1.00 B
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