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IH-NMR

Fleckenstein CPF 1-1

Current Data Paraneters
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Date_ 20060425
Time 15,44
INSTRUM spect
— PROBHD S mm B20 BE-1H
PULFROG 7930
H\ 0 65536
SOLVENT Cocia
N5 1€
_ os 2
SHH 10330 378 H2
_ FIORES 0.137632 Hz
i Al 31720407 sec
] Bl 718
0w 48 400 usec

0E 5.0 usec
1€ 300.0 K
01 0.5000000¢ sec

=s=s=ss==x CHANNEL f§ wes=s=s=
NUC1 iH
21 11.10 usec

PLY 0.00 oB
W\b] SF01 900 . 1330885 MHz

* FZ - Processing parameters

2a

L 51 32788
SF 500 . 1300465 MHz
WW EM
SER 0
LE 0.10 Hz
ca 0
FC 1.00
_— i 10 NMR plot parameters
Cx 22.00 cm
CY 12.00 cm
— J (W, — L F1P 10.000 ppn
F1 5004 .30 Hz
Fzp -0 500 ppn
\\\\\\\ F2 -250.06 Hz
- o @ BEMEM 0.47727 ppn/om
< 2 z Fin] 238 6384: Hz/cm
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Fleckenstein CPF 1-1
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Current Data Parameters

NAME apr2iav
EXPND 91
FROCND 1

F2 - Acguisition Parameters
Date_ 20060425
Time 15.56
INSTAUN SpECt
PROBHD 5 ma 850 BS-tH
PULFRIG zgpg30

0 6553
SOLVENT Coci3

NS E

s

SilH 37593 984 Hz
FIDAES 0.573639 Hz
L) 0.8716921 sec
R 6802

oW 13.300 usec
oe 6.00 usec
1E 0.0 K
[i}] 040000008 sec
dii 0.03000000 sec
aiz 000002000 sec

CHANNEL {1 =wme=e
13C
7.40 usec
4.00 c8

25, 7703143 MHz

smrmmass CHANNEL 2 ==
CFPOPAGZ

NUC2

PCPDZ

PL2

PLY2

PL1E 12.00 o
sFo2 S00. 1320005 MHZ
F2 - Processing garameters
51 32768

SF 125. 7577390 NHZ
Wik EM

558 o

LB 2.00 Hz
ez} 0

ac 1.00

10 NME plot parameters

Cx #2.00 cm
CY 7.00 ¢m
Fip 220000 ppm
F1 27666, 70 Hz
Fap -E.000 pom
F2 -1006.06 Wz
FOMCM 10.36364 ppm/cn

HZ(H 1303, 30750 Hz/fcm
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13C-NMR (DEPT)
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Current Gata Parameters

MNAME aprZhav
EXPND S
PROCND 1
F2 - Acquisition Parameters
Date_ 20060425
Time 15.57
INSTRUM spect
PROBHD & mm BBO BE-1H
PLL PROG depl13s
o 65536
SOLVENT coci3
NS 25
o0s 2
Swi 37593 984 Hr
FIDRES 0.573639 Hz
) 08716921 sec
RG 16384
On 13,300 usec
i3 6.00 usec
E 300.0 K
[NgT2 145. 0000000
[i] £.00000000 sec
0z 0.00344B28 sec
a12 0.00002000 sec
DELTA 0.00000942 sec
130
7.40 usec
14,80 usec
AL 4.00 af
SFO1 125.7703143 MEz

= == CHANNEL 2 ====ms==
CPOPRGE waltz16

NUCZ 14

F3 11.00 usec
p4d 22.00 usec
FCPRZ B4.00 usec
FLE 0.00 gB
PLI2 12.00 dB
5502 500.1320008 MH2
F2 - Processing parameters
51 32768

E 125. 7575008 M4z
WOK EM

558 [

LE 2.00 Hz
=] [

FC 100

10 NMA plot parameters

Cx 22.00 cr
[ 5.00 cr
Fip 220.000 pom
F1 27666 B3 Hz
Far -6.000 gpm
F2 -1006.06 Hz
BONCM 1036364 ppm/cn

HICM 130330505 Hz/cm
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Current Data Parameters

NAME 1ani3av
EXPNO 40
PROCND 1

F2 - Acquisition Parameters

Date_ 20080113

Time 11.52
INSTRUM spect
PROBHD 5 mm BSO BB-14
PULPROG 2930

0 65536
SOLVENT Coc3

NS 24

0s 2

ShH 10330.578 Hz
FIDRES 0.187632 Hz
AG 3.1720407 sec
RG 57

0w 48400 usec
DE §.00 usec
TE 300.0 K

o1 0.50000000 sec
ss==sz=== CHANNEL f{ =====s===
NUCH 1H

£ 11.10 usec
PLL 0.00 o8
SFOY 300. 1330885 MHz

F2 - Processing parameters

51 32768
SF 500.1300434 MHz
Wl EM
558 0
LB 0.10 Hz
GR 0
PC 1.00

i0 NME plot parameters

Cx 22.00 cm

Cy 12.00 cm

F1P 10.000 ppm

F1 5001.30 Hz

Fap -0.500 ppm

Fe -250.08 Hz
EEMEM 0.47727 ppm/fcm
HEZCM 238 69841 Hz/cm
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Fleckenstein CFP-2-182

Current Data Paraseters
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Sat 37593 984 Mz
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E.00 user
: 00K
040000001 sec
0.03000000 sec
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N_ ~ _ 13
7.40 uset
va o 4.00 cB
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F2 - Prgcessing paraneters
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0 Wi EN
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Cyrrent Data Faramelers
NAME janidav
PND 42
PROCND 1

F2 = ACquis
Date_

Time
INSTRUM
PROBHD 5
PULPROG

160
F
37593 .3984 HI
Hr
SEC
& 16364
O 13300 usec
LE 6.00 usec
TE 300.0 K
CNST2 145.C0C0000
)| 200000000 sec
w2 0.00344828 sec
ai2 0.00002000 sec

0.00000%42 sec

USEC
useC
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uset
usec
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[:1:]
a8
LEF]

500.

Fg - Processing parameters

24 32768

5F 125, 7H77350 MHz
Wik

558

[8:] 2

6B

D NMR plot parameters

Cx 22.00 ¢=
cy 5.00 cn
Fip 220000 ppe
Fi 27665 .70 Hy
Fap -B.000 pom
P2 1006.06 Mz
PRMCM 10, 38364 ppasom

130330750 Hz /o
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IH-NMR
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Current Data Parameters

NAME
EXPNO
PROCND

apr2aav
80

F2 - Acguisition Parameters

Date_
Timg
INSTRUM
PROBHD
PULPROG
m
SOLVENT
NS

05

SWH
FI0RES
AG

HG

o

DE

TE

0t

Feé - Processing

SI
SF
WOW
558
LB
GE
PC

10 NMR plot

Cx

cy
F1p
£1
Fap
F2
PRMCM
HICM

20060425
14 .02
spect
3 mm B8O BB-1H
2930
65536
coci3
16
2
10330.578 Hz
0.157632 Hz
31720407 sec
B4
48,400 usec
6.00 usec
300.0 K
0.50000000 sec
CHANNEL F1 ss======
1H
11.10 usec
0.00 a8
1330885 MHz
parameters
32768
. 1300351 MHz
£w
a
0.10 Hz
0
1.00
parameters
22.00 cm
12.00 cm
10.000 opm
5001.30 vz
-0.500 pgn
250.06 Hz
0.47727 ppm/cm
238.69841 Hz/tm
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I3C-NMR

Fleckenstein CRF 2-1
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Current Data Parameters
NAME apraSav
EXPND :H
PROCND 1

F2 = Acquisition Parameters

bate, 20060425
Time 14,14
INSTRUM spect
PROBHD 5 me BAQ BA-1H
PLLPROG 29pg30

0 65536
SOLVENT €oc13

NS 512

DS 4

ShH 37593 984 Hr
FIDRES 0.57353% Hz
A 0. 8716821 sec
AG 5792 .6

0w 13,300 usec
OE 6.00 usec
TE 0.0 %

] 0.40000001 sec
ait 0.03000000 sec
g1z 0.00002000 sec

= CHANNEL f{ ==

NUC1 13C

P 7.40 usec
PLY 4.00 08
SFO1 1257703143 MMz

CHANNEL f2
waltz 16
1H
B4.00 usec
.00 o8
15.00 o
15.0¢ of
500. 1320005 MKz

FZ - Processing parameters

51 32788

SF 1257577390 MMz
L EM
558 o

Lg 2.00 Hz
GB ¥

PC 1.00

10 N¥A plot parameters

cx 22.00 ¢m
cy 7.00 cm
FiF 220.000 ppm
Fi 27666.70 H2
Fap §.000 pom
Fz 100606 Hz
FEMDM 10. 36384 ppn/ce

HICM 130330750 Hzfom
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Fleckenstein CPF 2-1

Current Nata Parameters

NAME aprehay
EXPND B2
PROCND 1
F2 - Acquisition Parameters
. - Date_ 20060425
ZoRSaBTY Z ] B 8 Ting 14.22
£ oOm~~NOY oo - < o P INSTAUM spect
= R BT L2} m m hallal FROBHD & nm BHO BS-1H
| - PU_PROG depti3s
1] 65536
// \\\ /\ \ SOLVENT cocia
NS 160
0s 2
SNl 375993.984 Hr
i FIORES 0573635 w2
v 0.8716921 sec
g 16384
on 13.300 usec
' 1 CE B 00 usec
TE 3000 K
! oNsT2 1450000000
] 200000000 sec
| a2 0.00344828 sec
| 012 0.00002000 sec
DELTA 0.00000542 sec
1
' ssamwevs CHANNEL #1 =====ss=
MUt 13€
a1 7.40 usec
. ! g2 14 BO usec
. FL1 4.00 o8
SFO1 1257703143 Mz
L I
======zz= [HAKNEL f2 ===z
CPOPRER waltzig
NuC2 H
F3 11.00 usec
o4 22.00 usec
POPDZ B4.00 usec
~—~ FL2 0.00 eB
= CRE 19.00 €8
[a R 5F02 500 . 1320005 Mz
L
(&) F2 - Processing parameters
~ [S) st 32768
e (qV] SF 135 THTI380 Mz
M WIn EM
858 4]
zZ L8 2.00 Hr
K 68 0
Qﬂu.v PC 1.00
b
10 NMR plot parareters
[ 22.00 cm
Cy 5.00 cr
Fip 220.000 pom
£ 27666.70 Hz
Fap -8.000 pon
T T T T T T T T T T 1 T T L T T T T T T Y T T L T T T T T T T T T T T Fa -1005 .06 Hr
ppm 200 178 150 129 100 75 50 29 0 PPHCH 1036364 pon/cn

HICM 130330750 Mz/ce
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IH-NMR

Fleckenstein CFP-2-15H4
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Current Data Parameters

NAME janidav
EXPND a0
PROCKD 1

F2 - Acguisation Parameters

Date_ 20080113
Time 12 18
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
10 65536
SOLVENT cocla
NS 24
as 2
ShH 10330 .578
FIORES 0.157632
AR 3.1720407
RG 84
O 48 . 400
£ 6.00
E 300.0
01 0_50000000
======== CHANNEL f1 ====
NUCY 1H
P1 11.10
PLY ¢.00
SFOY 500. 1330885

Hz
Hz
SEeC

usec
usec

58C

MHz

Fg - Processing parameters

sI 32768
SF 5001300346
Wiw EM
558 0
LB 0.10
GB 0
PC 1.00

10 NMA plot parameters

cx 22.00
cy 12.00
FiP 0.000
F1 5301 .30
FepP =0.500
Fe -250.06
PEMEM 0.47727
HZCM 238.69841

MHz

cm

=]

pom

Hz

pom

Hz
pps/cT
Hz/cm
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13C-NMR

Fleckenstein CFP-2-154
Current Data Paraseters
NAME 1ani3av
EXPND 1
e Rl TR =R B =R Y] r~ = o Twe o L A FAOCND 1
W = @M~ M~ MmO~ W NS~ N~ ~r oY O T M
£ N O WWWLWE N NO o ~ o~ @ ~Na o W osNS S .
a = W U U D00 U e e LN < < M U e e F2 - ACguisition Parameters
YTy YT TYYTYT T | | i _ Date_ 20080113
| I { Ty 12.30
\ | i | | INSTAUN spect
| | i PACGHD S ma BEO BB-1H
PULPROG 2gpg30
il B5536
SOLVENT
NS
0s
SWH HE
FIDAES Hz
Liv] SeC
0w usec
13 6.00 usec
TE 300.0 K
b} 0.40000001 sec
o di1 G.03000000 sec
(o] a1z 0.00002000 sec
........ CHANNEL 1 ========
’ NUCt 13C
1 P T.40 use
L1 4.00 08
5FO1 125, 7703143 MHz
smwzumen CHANNEL §2 semesn=s
CPOPRG2 waltz16
| NUCZ 14
PCPO2 84.00 user
PLZ 00D g8
PL1E 19.00 cB
PL13 19.00 0B
. P EE 500. 1320005 Mz
1
F2 - Processing parameters
51 32768
7 5F 125, 7577918 Miz
| | | Wila in
S58 [
L8 2.00 H2
| GB 4
pC 1.00
! ) 10 NMR plot paraseters
: i ! o 22.00 ¢m
| ) ; ) | , c 7.00 cn
FiP 220000 pp=
F1 27668 71 Wz
F -8.000 opm
T T T T T T T T T T T T T T T T T T T T T T | _. T T T T _ T .n M—DOMJM.L. Hr
nr =200 5 a5 0 a5 0.36364 ppascn
pom 200 175 125 100 78 a0 20 0 HICH 1303 30788 Hecm
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Fleckenstein CFP-2-154

Current Data Parareters

NAME 1anilav
EXPND a2
FROCND 1
F2 - Acquisition Parameters
MO~ © @ m oo o= O WO~ o Date_ 20060113
[ IRV I e A VR = ] o e o m =0 @mom Time 12.38
g P e e T Moo ~ Mmoo e o ow o INSTRUM spect
a R R TNM e e e PROBHD 5 &m BBC BH-1H
| | PLLFROG dept13s
_ i 65536
\ _ i 7 / Y SOLVENT cocis3
1 I NS 160
0§ 2
SHH 37593564 Wz
! FIORES 0.573639 Hz
! _ L) 0.B71652! sec
R 16384
b 13.300 usec
13 B.00 usec
TE 300.0 %
, NGTZ 1430000000
D1 2.00000000 sec
a2 0. 00344828 sec
a2 0.00002000 sec
! DELTA 000000942 sec
mrasse=s (HANNEL 11 ==zsmwen
NUC1 13C
H 7.40 usec
p2 14 80 wsec
| PL1 4.00 08
_ SFO1 1257703143 Maz
;
._ _ * szamssec CHANNEL [2 sssasses
CPIPAG2 waltziB
mC2 ]
P3 1100 usec
o4 22.00 usec
\_|) i 84.00 usec
o PLZ 0.00 08
w SH 19.00 o8
a sFp2 5001320005 MHz
~ e] F2 - Processing parameters
o N 5] 32768
= SF 125. 7577360 Wiz
wla EM
N_ S5B 0
C La 2.00 Hz
7] Ga [+
— e 1.00
10 WNA plat parameters
ox 23.00 cm
4] 5.00 tn
FiP 220,000 pom
i 27666 70 Hz
Fao -8 000 ppm
r T T T T T T T Lo T T T T T T T T T T T T T T T T T T T T T T T T T T F2 - 100606 H
pom 200 175 150 125 100 75 a0 25 0 PRNCY 10. 36364 ppm/cn

AW 1IN INIEA Ut fee
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Fleckenstein CFP-1-112

2e

(><)

(<O

Current Data Parameters

NAME augdiac
EXPNO 250
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20050823
Time 21.12
INSTRUM spect
FROBHD 5 mm FABBO BE-
FULFROG zg30
D 32768
SOLVENT CcDpCl3
NS 32
DS 2
SWH 6188.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 161
DW 80.800 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
DO 1
CHANNEL f1 s=======
1H
9.70 usec
3.00 dB

299.9018520 MHz

F2 - Processing parameters

ST 32768
SF 299.9000076 MHz
WDW EM
S5B ]
LB 0.10 Hz
GR 0
*I BC 1.00
'y
T T MRS | T T T T
8 7 5 4 2 1 ppm
5 2 e 2
e - < e
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Fleckenstein CFP-1-112

(<O

Current Data Parameters

HAME augdiac
EXFNO 251
PROCNO 1

F2 - Acguisition Parameters
Date_ 20050823

Time 21.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg 30

™ 32768
SOLVENT CpCl3

NS 1000

DS 4

SWH 18028.846 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2050

DW 27.733 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
diil 0.03000000 sec
DELTA 0.89999998 sec
DO 1
======== CHANNEL f1 ========
NUCi 13C

P1 11.00 usec
PL1 0.00 dB
SFO1 T5.4174560 MHz

mummnmws CHANNEL f2 ===

CPDPRG2 waltzlé
NUC2 1H
PCPD2 95.00 usec
PLZ 3.00 dB
PL12 17.00 dB
FL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
SI 32768
SF 75.4099150 MHz
: - - » - dol " "y - - WDW EM
S55B 0
LB 2.00 Hz
GB 0
T | | T T T T T T I T 1 BC 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm
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Fleckenstein CFP-1-112

13C-NMR (DEPT)

2e

Current Data Parameters

r

T
200

T
180

T
160

_
140

1
120

|
100

80

60

40

20

ppm

NAME augZiac
EXPNO 252
FPROCNO 1

F2 - Acquisition Parameters
Date 20050823
Time 22.0
INSTRUM spect
PROBHD 5 mm PABEO EB-
PULFROG dept135

T 32768
SOLVENT Chcl3

NS 256

Ds 4

SWH 18028.846 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2080

oW 27.733 usec
DE 10.00 usec
TE 300.0 K
CHST2 145.0000000

23] 2.00000000 sec
a2 0.00344828 sec
dl2 0.00002000 sec
DELTA 0.00001401 sec
TDO 1
======== CHANNEL f1 =====s===
HUCT 13C

F1 11.00 usec
g2 22.00 usec
FL1 0.00 dB
sFO1 75.4174560 MHz
mmes=sm= CHANMEL f2 ==ss=====
CPDFRG2 waltz16

Nuc2 1H

F3 9.50 usec
pd 15.00 usec
PCPD2 95.00 usec
PLZ -3.00 dB
PL1Z2 17.00 dB
SF0O2Z 299.90119%96 MHz
F2 - Processing parameters
5I 32768

SF 75.4099150 MHz
WDW EM

58B 0

LB 2.00 Hz
GR O

PC 1.40

S18



IH-NMR

Fleckenstein CFP-4-38

Current Oata Parameters

w

O U ey~ U D S M e WM OO e D - 0o [Tol-s RNyl M - W0 Ul w oo~ e
Mo QM 0y 0 o o 00 0m WY D [eEVR=N- 0 S o W@ g ~ o oo NAME mardiav
£ TN AI A O RN e e s e e e D Qoo e oomem S eSS e 70
f=i L T T T T o e e T T L T | T T oM mmm — OO nulﬂﬂ PAOCKD 1
d L )] _ | | Ll
< __ _ < /\ / F2 - Acquisition Parameters
I Date. 20060324
Time .41
INSTAUM spect
— PFOBHD 5 mm BBO 88-1H
PLU_PROG 7930
, T 65538
I SO_VENT CoCl3
24
2
] FIORES 0.157632
AQ 3.1720407
1] 203.2
'] 48,400 usec
DE 6.00 usec
TE 300.0 K
1M 0.50000000 sec
Y—
N =====s=s CHANNEL f] ========
1H
11.10 usec
¢.00 aB
500. 1330885 MHz
F2 - Processing parameters
51 32768
SF 500.1300301 MHz
WA EM
556 4
- L8 0.10 Hz
GA Q
| nC 1.00
. _ T 10 NMA plot parameters
Cx 22 .00 cm
| k oy 12.00 ¢m
" . || -y L A A I\ F1P 16.000 ppe
F1 5001 .30 mz
] | FaR -0.500 ppm
\ / \ Fe -250.06 Hz
bal I = PFHCM 0.47727 ppm/cm
{2 7?._ | 7 HZCH 238 69841 Hz/tn
ol L i -
@ -
(S A L L L L L [ e o LI L B B B LR B

T T T
9 8 7 B 5 4 3 2 1 ¢
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13C-NMR

Fleckenstein CFP-4-38

Current Data Parameters

NAME marZlav
fut 4 EXPND 7
- %%W%Nmﬂﬁﬁm & b=t AROCND :
=3 w PO D M WD W T P U
= 3 LR BT _,mu." TEE S = F2 - Acquisition Parameters
_, 1 [ Date_ 20080324
| // \ Time 1.03
__ __ w INSTRUM spect
e FROBHD 5 mz 8B BE-1H
FULPRLG 2gegad
T 65536
SOLVENT COCt3
NS 1000
0s 4
it 37593.984 Hy
FIUAES 573530 Kz
Al G.8716921 sec
HG 160.6
oW 13.300 usec
y— DE 6.00 usec
N € 300.0 K
] 0.40000001 sec
ot 0.03000000 sec
gt 0.00002000 sec
' m====xms CHANNEL ] s=semese
| NUCt C
Pt 7.40 usec
| PLY 4.00 08
, ! ! SFO1 125. 7703143 MHz
o . = CHANNEL 12 = .
CPOPRG2 Waltzif
wucz iH
FCPOZ2 B2 00 usec
ALE 0.00 oB
A1z 19.00 ab
PL13 15.00 a8
SF02 5001320005 MHz
i
1 F& - Processing paramelers
5] 32768
. ! SF 1257577917 MHz
| WK EM
] ssB o
i LB 2.00 Hz
| GB 0
PC 1.00
; 10 NMA plot parameters
! cx 22.00 ca
" | ' | L cy 7.00 cm
FiRP 220.000 ppn
Fi 2766671 Hz
R Fer -8.000 ppe
L A O A B e S L e e e e e F2 ~1006.06 Hz
pnm 200 175 150 125 100 75 50 o5 0 BRMCY 1036364 ppm/cm

HICM 1303 30798 Hzfcm
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13C-NMR (DEPT)

Fleckenstein CFP-4-98

Current Data Parameters

NAME mar23ay
EXPNG 72
FROCND 1
- Acguitaition Parameters
P - 20060324
QLN S~ - 1.16
5 I IR T T

W u spect

a U o 5] .
Soyyyay N 5 ma BBO BB~ 14

20.21
— 43.51

: St 37593 .984 H2
FIDRES 0.573639 Hz
1] 0.B71602] sec
RG 16384
13.300 wsec
6.00 usec
300.0 K
1450000000
200000000 sec

a 0. 00344828 sec
I g12 0.00002000 sec
DELTA 0.00000942 sec

CHANNEL 1 =wssssss

740 wsec

14 B0 usec

4.0 al
25.7703143 MHz

CHANNEL 12 ==ssamas

waltzig
11.00 usec
22.00 usec
B4 0D uzec
0.00 oB
19.00 of
— 500.13.
N
F2 - Processing parameters
k11 3zree
SF 1297977350 Mz
WiW EM
558 o
La 2.00 Hz
Ga [
FC 1.00
10 NMR plot parameters
[} 22.00 cm
cY 5.00 cm
FiP 220,000 ppm
F1 27666. 70 Hz
S e e A e e o T — iy 10006 1
ppm 200 175 150 128 100 75 50 0 PEMCH 1036384 pon/cm

HICH 130330750 Hz/fem
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IH-NMR

Fleckenstein CFP-3-94

Current Data Parameters

W MO e M T U Y e Vo mm e M e O e D WD v P W0 U U e (WD O W Wi~ S M~am u
W TmMT MM TR e OO0 oo D - QOO D Y T OMMUN 0T T MR © G0N Y Mmoo NAME deziSav
g J?ﬁ655533331‘322ﬂﬂn~ SRS AN S SO S oM m T M IS S o 30
[=3 e e e L e e T T I A T R A Rt TR I A VI U VRV VI R VR P nu..}nunuﬂu PROCND 1
o j |
f/_’%_z&_\\\.\_ j f%§ é\ F2 - Acguisition Parameters
Date_ 20051215
Time 8598
INSTAUM spect
~ PROBHD 5 mm BBO BB-1H
ﬁ PULPROG 2030
0 65536
H SOLVENT Aceton
L NS 24
| 0s 2
SiH 10330 578 Hz
FIORES 0.187632 Hz
AQ 3.1720407 sec
ARG BO.E
‘ O 48400 usec
o | DE 6.00 usec
. N 1E 300.0 K
01 0.50000000 sec
======== CHANNEL f1 ========
) NUCH 1H
| P1 11.10 usec
j I ALY 0.00 o8
SFO1 500. 1330885 MHz
\_ F2 - Processing parameters
81 32768
¥ SF 500.1300131 MHz
i EM
| 558 0
A — LB 0.10 Hz
f ﬁ GB 0
[ PC 1.00
L I _ 10 NMA plot parameters
Cx 22.00 ¢m
CY 12.00 ¢cm
v f I | i i F1P 10.000 ppm
F1 9001 .30 Hz
1 _ Fep -0.300 opm
/ / __ Fe -250.06 Hz
- T M. =l s G s _Q ﬂ. ﬁ PPMCM 0.47727 ppm/om
[ o = il = — o o o [ HICM 238.6983% Hz/cm
E 5 w N o SN
I T L B e LB 1 e o o B L L I e LA e
9 3] 7 ] 9 4 3 2 1 ]
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13C-NMR

3-94

Current Data Parameters
NAME dez15av
EXPNO 3
PROCND 1

36
24.91
44
14
10.28
1
29.62
0.00

28.04

27.72
0

29.97

0
18.

F2 - AcQuisition Parameters
Date _ 20051215
i 9.0
INSTRUM spect
PROBHO 5 ma BA0 BE-1H
PULPAJG 2gpa30

142,

1

pom
206.04
—148.02
145 .38

1§§

——142 .40
5
128,44

/

__—— 48 46
3

ACEtON
256

4
375893.984 Hz
0.573639 Hz
0.8716921 sec
9195.2
.300
6.00
00,0

0. 40000001
0.03000000
000002000

29

CHANNEL f{ sswsmaas
13C
7.40 usec
4.00 dB

1857703143 MHz

CHANNEL 2 sssmssns
waltz1g
1H
B4.00 usec
0.00 a8
19.00 a8
19.00 a8
5001320005 Mz

- Processing parameters
32758
125 7576775 MHz
EM
0
2.00 Hz
0
1.00

1l NMH plot parameters

cx £2.00 cn
&) 7.00 ce
Fip 220.000 ppm
F1 27666 .69 H2
F2p B.000 pom
B e S - e — —— I T e P2 ~1006.06 iz
ppm 200 175 150 125 100 75 50 25 0 oy 10.36364 ppn/ca

HICM 130330688 M2/cm
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13C-NMR (DEPT)

opm

29

128.04
-127.72

127.681

124,91

12044

~

118.14

48.46

30.07
24.27

19.

17

B 34

000

(=]

Current Data Parameters
dezibav
3z
1

F2 - Acquisitian Parameters

Date_, 20051215
Time 9.04
INSTARUM SpE
FROBHD 5 rm BA0 BS-1H
FULPROG depti3s
10

SOLVENT Areto
NS B0
bs 2
Sk 37593 0984 Hz
FIORES 0.5736339 Mz
Al 0.8716821 sec
ARG
LE
TE
CNGTZ 1450000000
o 2.00000000
d2 0.003£4828
a1z 0.00002000
IELTA 0.00000942
CHANNEL 1
13C
7.40 usec
) 14,80 usec
PLI 4,00 d8
SFO1 1257703143 MHz

3 11,00 usec
od 22 .00 usec
PCRDZ 84.00 usec
PL2 0.00 o8
PLiZ 19.00 0B
SFo2 5001320005 MHZ
ihg paramete
32768

125 7576773 MHz
EM
o

2.00 Hz
0
100

10 WMR plat parameters
22.00 cm
5.00 ¢m
220.000 ppm
27BEE .69 Hr
-B.000 ppm
1006.06
10 36364 pomfcm
HZT 1303 30888 Hz/cm
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IH-NMR (DEPT)
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3C-NMR / (DEPT)

PPM

ealio s g e lag it

P N T ()

[aV|{ g Filani{Ta fanll i

FLECKENSTEIN

1-181

5

.969
.14
76.723

77
I

60

.698

48

40

1.913
124
19.198
19.108

27.057
o]
21

B R

JU1615.126
AU PROG:
X02. AU
DATE 16-B-5

SOLVENT CDC13
SF 75.403
Sy 75.0
01 7000.000
SI 32768
TD 32768
SW  25000.000
HZ/PT 1.526

PW 0.0

RO 0.0

AQ 655
RG 100

NS 500

TE 297

FwW 31300

0z 4200.000
ODP  22H DO

LB 2.000
GB 0.0

Cx 22.50
Cy 6.00
F1 220.009P
Fa -7.427P

HZ/CM 762.193
PPM/CM 10.108
SR -934.57

S 26



IH NMR

Fleckenstein CPF 2-7
M T M WD 0 e e T s 01 P~ (s} M~ % DU~ o
[T e o B T T e A B L BE I s SR S S S VI Vet o [ =1 1¥] M~ o~ O
E WWwWwMmmMmmMmIr o mm MM oy g w0 0d oo - u v 3300
W f??fﬂﬂ?????r’????? [a¥) e GﬂunUn.U
| f | ﬁ\\
|
o <
I
— — N
- ..gr N Jdo 1

B} /a\ /a o

£ = 2] <

£ = loa ]

m w _1, =
T _—_ T T T T __y_ T _—__ T _-.—l..____ __—_-—___._ T T T T .__-___-_-—_— LI

opm 9 B 7 B a 4 1 1]

Current Data Parameters

NAME apraav
EXPND 60
PROCNG 1

F2 - Acguisiticn Parameters

Date_ 20060425

Time 13.04
INSTAUM spect
FROBHD 5 mm BBO BA-1H

PULPFOG 2930

0 65536
OLVENT Ccocia

NS 16

ns 2

ShH 10330 .578 Hz

FIDRES 0.157632 Hz

AQ 31720407 sec

ARG 143.7

0w 48.400 usec

ne 6.00 usec
TE 300.0 K

01 0.50000000 sec

======== [HANNEL f1 ======s

NUC1 iH

P1 1110 usec

ALy 0.0C dR

SFO1 5001330885 M4z

F2 - Processing parameters

ST 32768

SF 500. 1300289 MHz

WOW EM

558 0

LB 0.10 Hz

4] 0

PC 1.00

10 N¥A plot parameters

Cx 22.00 cm

cy 12.00 cm

Fip 10,000 ppm

F1 5001.30 Hz

F2p -0.500 ppm

P2 -250 .08 Hz

FPMEM G.47727 pomicm

HICM £38.69841 Hz/cm
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opm

13C NMR
OH

Fleckenstein CPF

148.66

v

— 137 .80
127.29
6.65

126. 41
123.860
22.99
118.29
75.48

o /5.23
74.97

1

— 81.83

141,

Current Data Parsmeters

NANE aprgdav
ExPNG B1
PROCND 1

F2 = Acquisition Parameters

Date, 20060425

Time 13,16
INSTRUM SpECt
PROBHD & mm BEO BB-1H
PULPROG 7gpg30

10 BE336
SOLVENT coC13

NS 512

ns 4

SWH 37593 984 Hz
FIORES 0.573639 Mz
A 0. 8716921 sec
RG 328!

7] 13.300 usec
/3 6.00 usec
TE 300.0 K

m 0.40000001 sec
L3R ©.03000000 sec
412 0.00002000 sec
sccasmxs CHANMNE| f] zssscsss
NUC1 13C

P 7.40 usec
FLi 4.00 g8
SF01 125, 7703143 iz

samazs=x CHAMNEL 2

CPOPRGZ waltziE
NuC2 iH
FCFOZ B4, 00 usec
L2 0.00 o8
PL12 19.00 o8
PL13 19.00 o6
SFa2 S00.1320005 Mhz
F2 - Processing parameters
s1 32768

SF 125.7580173 MHz
Ll EM
558 0

1] £.00 Hz
68 L]

BC 1.00

10 NMA plot parameters

(%] £2.00 cn
[ 7.00 cm
Fif 220.000 pon
3 27666, 76 Hz
Fzr -8.000 ppn
Fe -1006.07 Hz
PEMCM 10. 36364 ppm/ce

HICM 1303. 31042 Hz/cm
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13C NMR (DEPT)

ppm

Fleckenstein

na

.

-129.5

128.87

128.63
=——127.63

—125.82

125.21

.

120.5

OH

Current Data Parameters

NAME aprsav
EXPNO B2
PADCND 1

F2 - Acguisition Parameters

Date_ 20080425

Tine 13.24
INSTRUM spect
PR0BHD 5 mm BBO B3-1H
PULPRIG ¢ept13s

o 65536
SOLVENT coci3

NS 160

03 2

S 37593.984 K2
FIORES 0.573639 Hz
L) 08716821 sec
BG 16384

O 13,300 usec
0E 6.00 usec
TE 300.0 ¥
CNST2 1450000000

| 2.00000000 sec
02 0.003£4628 sec
el2 0.00002000 sec
DELTA 0.00000942 sec
meemmmms CHANNEL f1 =sssssss
NUC1 13C

P! 7.40 usec
p2 14.80 usec
PL{ 4.00 o8
SFO1 1257703143 MHz

ssssssss CHANMEL f2 ==

CPOPAG2 walizif
NUC2 1H

Pa 11.00 usec
p4 22.00 usec
PCRD2 84,00 usec
PLZ 0.00 a8
P12 19.00 g8
SFo2 500. 1320005 MHz

F2 - Processing parameters

81 32766

SF 125 7577390 MH:z
WOK EM

558 a

LB 2.00 Hz
] 0

PC 1.00

10 NMR plot parameters

Cx 22.00 cm
CY 5.00 cm
Fip 220.000 ppn
Fi 2766670 Hz
Fap ~B.000 ppm
F2 - 1006 06 Hz
FPMCM 10. 36364 ppm/ce

HICH 130330750 Hz/cm

S29



IH NMR

“1ae I} -
Fleckenstein CFP 2-10
) O UM O @ e D WO O W g0 o= W =
M M v o O WU WY T MY w0 @ = w - oo
E (= 0 T o B o B S W VI s VI A T A VI S VR A TR S Y S VI B I 3 [=1 oo oo =]
a I R R R T S Y N Te] [a] cocoo
|
| L |
- |.|1\l|| p—
et
f i 1
- L@ = o nﬂ fdd.\x
! = e 1
& 2" s w o _14_
z . : .
£ “ N @] i~ 1~
T T T ._-_____.|_|l——-__, T _-_—-«JI.-..}____.__ T [rrr _.—1-|_|—u_,_.____.___-__._ T T _—_ ™
9 8 7 B 5 4 3 2 1 Q

Current Data Parameters

NAME aprabav
EXPND 0
FRCCND 1

F2 - Acguisition Parameters

Date_ 20060425

Time 13.34
TNSTAUM spect
PFROBHD 5 mm BBO BB-1H
PLLPROG 2930

10 65536
SOLVENT cocia

N3 16

03 2

SHH 10330.578 kz

FIDRES 0.157632 Hz

AQ 3.1720407 sec
1 228 .1

0w 48,400 usec
0E 65.00 usec
TE 300.0 K

01 0.50000000 sec
======== CHANNEL F{ ========

NuC1 1H

P1 11.10 usec

EL1 0.00 o8

SFO1 500.1330885 MHz
F2 = Processing parameters
51 32768

SF 800 . 1300264 MHz

WOW EM

] ]

LB 010 nz

GB Q

PC 1.00

10 NMR plat parareters

X 22 00 cm

cy 12.00 cm
F1P 10.000 ppm

F1 2001.30 Hz
FeP -0.500 ppm
Fa -250.06 Hz
PPMCM 0.47727 pom/cm
HZCM 238 E9841 Hz/fcm
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13C NMR

Fleckenstein CFP 2-10

Current Data Parameters

NAME apr2Gav
EXPND 7
S2SLRAS NS gz g FROcHo :
= ST T Iignwuo ~Ru o F2 - Acquisition Pargseters
T T T T T fate_ 20060425
A / Time 1346
1 x \\ INSTRUN spect
| i | PROBAD 5 mm BAO0 893-14
FULPROG 10p030
m 65536
SOLVENT cocia
] 512
ns
S Hz
FIORES Hi
Al 0.871892] sec
AG 8195.2
L] 13.300 usec
DE B.00 usec
TE N0
01 0. 40000001 sec
ol 0.03000000 sec
a2 0. 00002000 sec
d CHANNEL f1 =
' 130
7.40 usec
4.00 o8
7703143 MH
n 125.7703143 MMz
=s CHANNEL {2 =
CPROARGE waltiz g
NuC2 iH
aCrD2 B4.00 usec
PLZ 0.00 dB
PLiZ .00 o8
PL13 15.00 o8
K sFo2 500. 1320005 Mez
I
A F? - Processing parameters
51 327es
5F 126 7577907 Miz
WA EM
, 553 [
' LB 2.00 e
G3 0
, | BC 1.00
I
10 NMA plat parameters
Cx 22.00 cn
oy 7.00 ¢=
Fip 220.000 ppm
Fi 276BE. 71 HI
Fep -B.000 pos
e s B e e e L e e e e T e e e S F2 +1005.06 H2
175 125 100 75 50 5 e 036354 pamfce

HICM 1303 30788 Hzfem
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13C NMR (DEPT)

Fleckenstein CFP 2-10
LIREITS 8
& oD~ o~ o <
& Sosany o
1
1
Te]
r _ T T T T . T T T _ L T T T T _ — ™ T __I.l|<|
ppm 200 175 15 125 100 75 a0 0

Current Data Paraneters

NAME anrasav
EXPND 72
PAOCKD i
FZ - Acquisition Parameters
Cate 20060425
Time 13,52
INSTRUM s0ECt
PROBHOD S mm BEO BA-1H
PULPROG depti3s
10 68536
SOLVENT cocls
NE 180
LS 2
S 37553984 12
FIDRES 0.573639 H;
AG 0.5716921 sec
G HELT
i L300 wsec
DE 6.00 usec
3 0.0 K
CNSTZ 1450000000
s} £.00000000 sec
a2 0. 00344828 sec
oiz 0.00002000 sec
CELTA 0.00000942 sec
ma===zz= CHANNEL f§ ===
T 13C
F1 7.40 usec
o2 14.80 usec
BLy 4.00 aB
SFO1 1257703143 Mhz
= CHANNEL f2 sssass==s
walts16
iH
A3 1.00 usec
[ 4] 22.00 usec
PCPOZ B4.00 usec
L2 .00 o8
P12 19.00 o8
sFo2 5001320005 MHz
F2 - Pracessing parameters
51 32768
SF 125 7577330 MHz
WiW EM
558 g
L8 2.00 Hz
=] q
P 1.00
10 WMA plot parameters
Cx 22.00 cm
cv 5.00 ¢m
FiP 220.000 ppr
Fl 2766670 Hz
Fap -8.000 ppn
Fa -1006.06 Hr
PPMCM 10 36364 ppmice

HICH 1303 30750 Hzfcm

S32



IH NMR

fleckernstein CFP-2-146

W o 000 WD e DO e O e D O 0 g W o— M~ M aO [
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{
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i
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v
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- N N
e
i X r:z;:r;; B num\
- 1= w3 ~
= o w il
s i : |=
: o =] 1™
(a1 ..____-"_—_ T _1“.1-___._—_. T _.___._.._ mrrrrrrT _—-__._._« T TTTT T _._..__.____-_..-__—v___,_ TTrTT
10 g € 4 e 0

Current a3ty Parameters

NAME aes02av
EXPND BO
FRACND 1
F2 - Acquisition Parameters
Date_ 20051202
Time 13.59
INSTAUM spect
PROBHD 5 mm BBO BB-1H
PLE.PROG 7930
T 62535
SOLVENT Aceton
N3 24
o5 2
SWH 10330578
FIDAES 0157632
AQ 31720407
RG 1018
0w 48 400
13 6.400
TE 300.0
01 0.50000000

smszzz== CHANNEL #1 ====

NuCi 1H
25 | 1110
Ly ¢.00
SF01 500. 1330885

USED
a8
Wz

F2 - Processing parameters

SI 32768
SF 500. 1300141
WOw EM
558 0
L8 0.10
G8 0
PC 1.9¢

10 NMR plot parameters

Cx 22.00
Cy 12.00
Fif 13,000
F1 63C1.69
F2p -0.500
Fe -2h0.07 &
AEMCM 061364
HICM 306, 85795

MHz

npm/fem
Hz/fem
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13C NMR

Fleckenstean

170.79

COOCOH
7

CFP-2-146

141
140

]

=g
s

24
g 84

3.

93
g
35.49

™
o
(=}

- m
— ©
(=3 f=}
m o

29.68

19.78

249 37

@
oom
= o
m o

3
128.16
128.06

.

—125 .83
-129.08

Current Qlata Paraneters

NAME
EXFND
FROCND

ve202av
[ H

F2 - Acguisition Parameters

S34

3 —
w

Dare_ 20051202
Time 14 02
INGTRUM spect
PROBHD 5 mm GBSO BH-1M
BULPROG 790g30

10 65936
SOUVENT Aceton

NG 461

o5 4

SiH 37293.984 ne
FIORES 0.5736329 H2
AQ 0.8716921 sec
BG 10321 .3

[+ 13.300 usec
DE .00 vsec
TE 0008
1} 045000001 sec
att 0.03000000 sec
atz 0.00002000 sec
sassemss CHANNEL 11 ==

MCH 1ic

P 7.40 usec
FLt 4 00 a8
5801 125 7703143 Mg
mzazzz=w CHANNEL 12 = e
CPOPAGE waltztd

N2 i
acene B4.00 usen
ALz 0.06 o8
PLiZ 19.00 €8
PL13 19.00 ¢B
SFo2 500320005 MHz
F2 - Processirg parameters
51 32768

SF 125 7576750 N4
L0 EM

558 o

Ll 2.00 iz
B ¢

P 1.00

10 NMA plat parameters

x 22.00 cm
Cy 7.00 cm
Fip 220.000 cpm
F1 27666 69 H2
F&P -8.000 ppm
F2 -1008.05 2z

PPNCM '0 38364 ppricn
HITM 1304 306H8 Wzfcm




13C NMR (DEPT)
COOH

“leckenstein CFF-2-146

NAmL oez0ay
EXAND B
PROCKO 1

n Paramgiers

T 00 e D W mom ot m Date_ 20051208
[ I I AT oo om Time 1418
W o cog@ma o [=] G O INSTALM spect
o MMy Yt " oy PROBMD 5 mm BBO BB-:k
TTTTTT i i PULPRDG dep113s
/“ 4\\ 9536
Aceton
! 160
os H
Sk 37543 984 4z
. FIORES 0.573639 Mz
i 4g 0.8716921 sec
1 AG G195 2
13,300

o 6.00
i 30C.0
145, 0000000
2.00000000 sec
0 00344828 sec
0. 00002000 sec
0.00000%47 sec

13C
7.40 usec
! 14 80 yzec
§ 4.00 o8
125.7703143 MH2
Y A A AT o Bt e WP Vi e PRI e e S AT i s o)
waltzlg
1M
11.00. usec
&2.00 usec
PCPOZ B&.00 user
L2 0.00 aB
R H 15.00 ¢B
5FO2 S00. 1320005 Msz
F2 - Processing parameters
N~ 51 32768
SF 129 TH7E258 Mer
Wi
558
L8
]
B
10 NMR plot paraneters
Cx 22.00 ¢cn
Cy 2,00 tn
Fip 220.000 pom
Fi 27666 £8 Hr
F -8.000 pom
. P — sy . T - ' 1 T T T T T T T T T T ] T T T T T T T H
175 ] 1258 100 75 5 5 0 pomice
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IH NMR

Fleckenstein CFP-2-150

Cur~ent Data Farameters

farlils < RET el = e I (TR To B O o 's B e VI B B - ho s oIt B B - (o T ST e B TR = ) 7 (10A

SO OO M~ EWu DT T 0 -0 m LT e e i T B T BT BT BT T - o oo NAME ozz{%v

£ =R TS TRy 1o BT RV I To R T B To B Te BT O i T~ INNOoCDoC00 o O — (=== EXOND a0
W T e T o e e T T S N R LA T 3 U A VI S VI S VI o VI o VI o VU L VIR [= e ] SRAOCKND 1
Vo 1

- ACguisiiion Parameters
20091209

10 05
R spect
HOBHD B me BE0 BE- W
ﬁ' P 730
£3536
R Aceion
L
| :
[ *0330 578 Hr
_ 1 3 ISTH32 W2
H AR 2 1720407 ser
| ARG 1615
_ s 48 400 usec
JE G.00 usec
\ TE 006K
. © \ 03 0 50000000 sec
rT UTbZZ..“._ f] ssarac=e
8
8 |
SF01 500. 1330889 MHz
ﬂ..l £2 - Processing paramgters
k1! 32768
SF 500 1300073 MHz
wWia EM
o ~ LE: 0
| { L5 010 Hz
[ GR 0
| ac o]
L —1 — 10 KME pint parameters
Cy 22.00 =m
i¢ 00 cm
S " JL U i L 10 000 pom
1 500130 Mz
| TYAVANVEERY L
- - | Jumf — ...\ .f f 0 47727 ppriom
< ot % mL [z m.“ = *mm 235 79839 :_w“_n..
N N 1 i 1 {
: | Nl el e i
ﬂn_—-.y_l-|_.—|_|4l._.l—|..4.l1.___._-___._‘__—_._.___.___ _____._._ﬁ_______.—_ .._____-______v__~_.
fom g & 7 & 5 4 3 2 1 2
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ppm

—206.12

F
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10

95

’
1

13C NMR

eckenstein CFP-2-15(

145 .61
~144 68
139.81
135 48

—135 15
134 9

¢33_?5

42

1

n

.PQ 97

SN

0 24
30 14

29 99

0.00

qarsat

Sk
FIORES
A0

RG

0w

m
a1
912

NUCH
Py 740 usec
By & 00 of

SFO4 120

TI0314T Mg

137 osn. Mz

F2 - Processing parametecs

5] 32788
of 175 TRTGT4E Mz
Alw E
558 0
K} 00wy
] 0
- 1.00

10 NMR plat
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Fleckenstein

CFP-2-150

Current Data Parameters

NAME cez08av
EXPNO 42
EROCND y

L on Pargmeters
~ = o0 m Mo~y Gate_ 1209
) @ o o~ 0 o oW om Time 17
mn,. 0w = w o oo INSTauM spect
a m m Uy =3 momom PROBYD 5 mm BAD BE-1M
L I PULPAOG depttis
/ o
x SOLVENT
NS
0s Z
ShH 175583 984 Hy
FIORES 0 573639 =7

13C NMR (DEPT)

0. 8716927 sec
Ba02

13 300 uzec
B 00 usec
0.0 ¢

145 0000000
2.00000000 s
0 00344628 sec
. 08002000 sec
£.00000342 sec

CHANNEL f1 sowmazcs

13C
740 wsec
14 80 usee
PL1 4.00 0
SFR1 125 703143 iz
srzsazes CHANNEL 13 wesssrsz
CPoPaGe waltz16
KuCE 1H
R3 11.00 usec
od 22.00 usec
PCeEO2 54 00 usec
L] 0.00 08
L 0¢ a8
sFo2 300 1320005 MMz

Processing parameters

32768
125 7575238 M7
[c0] -
0
EN L
o
1.00

10 WA plot

paramgters

S 38

cx 2200 ¢m
cy 500 cm
e 220 200 pom
i1 21666 68tz
Fap B 000 oc=
! [ T T 1 F2 & 06 M7
nom 125 100 50 a5 A PEMEM i RIRE momien




opm
7 83t

IH-NMR

Neckenstein

7.8186
7.683
7.bBg
7.580
7.579

r -

0

J

1b

47168

7.566

.0b4
7.355
7.305

o]

CFP-3-43

779

- 2.391
2.047
2 042

- 2.038
2.036
2.034
-0.000
-0.002
-0 006

——— 3.888

——

oMo~ 01w
[=Js -l R TE  =]
[ BTV YR R
S L
-

|

|

|

|

LA o e e

7 4]

Current Dsta Parameters

NAME dezidav
EXPND 30
PROCKD 1

F2 - Acquisition Parameters

Date_ 20051213
Time g3 040
INSTARUM SOECT
PROBHD 5 mm B30 BE-1H
BULPROE 230
o 65936
SOLVENT Acetan
NS i6
0s 2
SHH 10230 578
FIORES 0.157632
AG 31720407
AG §0.5
DW 48400
[1:3 6.00
TE 300.0
5] 0. 20000000

Hz
Hz
seC

Usec
Usec

MHz

MHz

NUCH b
P1 11.10
PL1 0.0C¢
5F01 500, 1330885
F2 - Processing parameters
51 32768
SF 5001300134
WoW EM
S58 Q
LB 010
[41:] 0
FC 100

10 NMA plot parameters

Cx 22.00
Cy 2,00
F1P 10.000
F1 5001 30
e -0 500
Fa -250.08
PPMCM 0.&7727
HICM 236 69839

Cm

on

ppr
He

pom

Hz
pom/cm
Hz/cm

S39



13C-NMR
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13C-NMR (DEPT)

00002000

0O00oSeE

JAraneters
32768

7376258 M4z
EM
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IH-NMR

= 1=} =]
MMM~ =S W om~<
[T T . B Vo B B Y [ e L ] ”u mw mw
E R R AP ! . !
mw [ e e T T S (3% - nm
|
I o
O m
- =
m
4 — —
—
PLV . — ; L.
(=]
= =] e
g 5 :
£ 2| ;
T ______-______.—.-l __._.«_____.—_—__._.___.— —_._.__ _._____
.cnj A 5} 5 4 3 2

Current Data Parameters

NAME
EXPND
PROCND

mai102av
50
i

F2 - Acguisition Parameters

Jate_
Time
INSTRUM
PROSHD
PULPROG
0
SOLVENT
NS

seszz==z CHANNEL 4 ====

20080502
13.44
spect

5 mm 880 BB-{H
230

65536
£oc13

16

2
10330.578
0 157632
3.1720407
362

AF 400
6.00

300.0
0.50000000

11
0.00
500. 1330885

Hz
Hz
SEC

usec
usec

S8C

MHz

Fa - Processing parameters

3°76E
5001300105
EM

¢

0.10

0

1.00

10 NMA plot parameters

Cx

hf_
FiP
Fi
F2p
Fe
PPMCM
HICM

2e.00

-280.06
0. 47727
238.65839

MHz

Hz

cm

; Cm

nom

Hz

pom

Hz
ppmicm
Hz/fcm

S42



3C-NMR

Fleckenste 1-93
Current Data Parameters
NAME ma102av
EXPND 51
3 B e S~ L N FROCND 1
IS - EER L=
2 iy PR ) tRE F2 - Acquisiticn Parameters
- e Date 20060502
| i Tine 13.53
| ] INSTRUM spect
i FROBHD & mm BBD BE-1H
FULPROG 2gpg30
C 85536
SOLVENT coc13
512
4
37593984 H2
AQ
m 040000001 sec
ai1 0.03000000 sec
O di2 0.00002000 sec
I = =xs CHANNEL f1 =wesesss
O m NGt 13C
! 1 7.40 usec
o PLY 4.00 08
nM — 5701 1257702143 »
= =n CHANNEL 2 cssssmas
\ CROPRGE waltz1b
wuc? 1H
PCPOZ 84.00 usec
2 0.00 oB
FLiZ 19.00 o@
PLiZ 19.00 0B
SFO2 S00. 1320009 MHz
F? - Processing paranmeters
51 327E8
SF 125. 7577875 MMz
| WOK EM
555 0
LE 2.00 Hz
Ge 0
PC .0
1 t0 NMA plot parameters
[ 22.00 cn
A . C 7.00 cm
- - et ’ vk FiF 220000 pom
1 2766671 Wz
Fa2P 8.000 ppm
- S . _— S SR - - e T — e e . F 100E.06 Wz
L T T ' A P ! _ i FPHCN 10,36364 ppn/cn
com 200 175 J 100 50 o

HICM 1303 30788 Hzfca

S43



13C-NMR (DEPT)

ppm

Fleckenstein 1-43

.47

191

134.26

134.02

CHO

Br

Br

10

et

Current Data Parameters

MAME rai02av
EXPKO a7
PROCND 1

F2 - Acquisition Parameters
Cate_ 20060502
Time 14,01
INSTHUM spect
PROBHC S mm BBO 88-IH

A PACG dept i35

m 65535
SOLVENT coc1a

NS LB0

08 2

St 37553984 k2
FIDRES 0.573639 Hz
AT 0.8716521 sec
RG 16384

Ok 13.300 usec
£ 6.00 usec
E 300.0 K
CNSTZ 1450000000

1] 2.00000000 sec
az 0.00344828 sec
a12 0.00002000 sec
OELTA 0.00000942 seC

= CHANNEL f] srmemsmax
13C

" 7.40 usec

w2 14, B0 usec

Ll 4.00 a8

SFO1 1257703143 MMz

= CHANKEL f2 ====z====
waltziE
1H
11.00 usec
22.00 usec
B4.00 usec
0.00 di
1%.00 a8
S00. 1320005 MHZ

W parameters

32768
o 125, 7577390 MHr
wiK EM
558 ]
LB 2.00 H2
[=:] 0
PC 1.00
10 WMR plot parameters
o 22.00 cm
Cy 5.00 cm
FIR 220.000 ppm
1 2756670 Hz
F -B.000 ppm
F -1006.06 Hz

10, 36364 ppn/cm
HICH 1303. 20750 Ha/fem

S 44



IH-NMR

Br

pm

Integral

_||-|—|—|-|—|—|-|—|1|_|]_._ T T
ppm

Br

11

S 45

Fleckenstein 1-94
Current Data Parameters
oYW oo Y m @ T o N e QOO O O0W e INWD WS DU NS M =DM o o .
Do~ O T N - [ e A B T VO T e A B A e s s B = s T T BTyl s B s R R R TRy = NAME mai102av
SIS omgao v RN aaacaaaEcnnnaninanmmnnnnss ey 10
P B P~ M~ Wl W w .ﬂ..ﬂd..ﬂd«dna_ﬁ_£33u...~3~\_1..—4_,-/._223..]-..—.Atl..l.lJzJ..I_.!mun_l.u UDQUZD 1
| ' I L I Ly | _ )
é 7 /\ 7 ff%? § Z\ \\ F2 - Acguisition Parameters
| i Date 20060502
_ Time 11,40
] INSTRUM spect
FROBHD 5 mm BBO BB-1H
_\ ﬁ PULPRDG zg30
_ | g 65536
SOLVENT Cocia
7 LH] 16
os H
_ SHH 10330 578 Hz
FIDARES 0.157632 Hz
‘ AQ 3.1720407 sec
_ A 287 4
ow 48 . 400 usec
DE £.00 usec
TE 300.0 K
1} ] 050000000 sec
_11 ======== [CHANNEL f] =:
- | NUC1 H
™ ﬁ P1 11.10 usec
7 L1 0.00 aB
SF01 5001330885 MHz
\ F2 - Processing parameters
_ 1 32768
| SF 900, 1300487 MHz
| 7 L] EM
- \ 558 o
L8 0.10 Hz
G8 i}
| i I L 1.00
| f
\\ e — —1 \\; \\\. ..Lﬂ. ——— - 10 NMR plot parameters
Cx 22.00 cm
cy 12.00 cm
PN ¥ ; _L la s L Fie 10.000 ppr
1 5001.30 Hz
_, * i | | Fap -0.500 gpm
\ \ / \ f \ [ F -250.06 ¥z
= wf |~ o 1 _.I_B. w o ~ - @l|= PEMEM 0. 47727 gpm/cm
@ @ Tm_ ¥ e SIS @ |8 |5 Sl wzew 238.69841 Hz/cn
of | s, |af ~|s|s[s 5 I D =
"..4.14_._______-_-._._________._._____.____"_..___...—-__ T L TTTTTT u_-—|-|
8 7 6 5 4 3 2 1 0




BC-NMR

Fleckenstein 1-94

opm

(e}
Br

Br
11

129.81
101.58
76.26
76.00
75.75
—— B6 .66
06.00

—— 24.43

[ S e

I T
opm 200 1 150

~—
w

Current Data Parameters

NAME ma102av

EXPRD k)

PROCND i
F2 - Acquisition Para=eters

Date_ 20060502

Time 11.58

INSTARUM spect

PAOBHD S mm BRO BB-1H

PULPROG zgog30

65536

coci3

512

4

375493 984 Mz
0.57363% Hz
0. 8716821 zec

040000001 sec
a1 003000000 sec
o 0.00002000 sec

memmmmne CHANNEL f1 ==ssssss

NUCH 130

1 7.40 usec
PLY 400 o8
SFO1 1257703143 MHZ

smssaz== CHANNEL f2 ==

CPOPRGZ wa L2 16
NuC2 1H
ACRD2 B4.00 wsec
ALz 0.00 0B
ALz 19.00 B
FL13 15.0¢ aB
SFO2 500, 1320005 MHz

F2 - Processing parameters

51 32768

5F 12497578155 NHz
WIIW EM
556 [

LB 2.00 k2
G8 [

i 1.00

10 NNR plot parameters

cx 22.00 cm
cy 7.00 cm
FiP £20.000 ppe
F1 27666.74 HE
F2p -8.000 ppm
F2 -1006.08 HZ
BRMOM 10. 36364 pps/cn

HZCN 1303 30933 Mz/fcm
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3C-NMR (DEPT)

ppm

Fleckenstein

Il

44

32.46

——129.81

——

101.58

—— B66.66

24.42

Br

Br

11

r

ppm

Current Data Parameters

NAME ra102av
EXORG 32
FROCND 1

FZ - Acouisition Parameters
Date_ 20080502
Time 11.58
INSTALM spect
PAOBHD & me BB BE-1H
PULPROG depti3d

m 65536
SOLVENT €oc1s

NG 180

bs 2
SHH 375593 .984 2
FIDRES 0 573633 Hz
Al 0.B7T16921 sec
AG 16384

OK 13,300 wsec
OE 6.00 usec
TE 0.0 K
ChsT2 145 0000000

L1 2.00000000 sec
u2 0. 00344628 sec
o12 0.00002000 sec
DELTA ©.00000%42 sec

s=ss==r= CHANNEL 1 ==seasss
130
7.40 usec
12,80 usec
4.00 ef
125,7703143 MH2

- CHANNEL [ ===

waltzlE
11.00 usec

pé 22.00 usec
FCRO2 B4 00 usec
PLZ .00 oB
PL12 19.0C aB
sFoR S00.1320005 MHZ
F2 - Processing parareters
51 32768
SF 1257573162 MHr
WOW EM
558 o
LB 2.00 Hr
e o
e 1.00
10 KME plot parameters
cx 22.00 cm
cY 5.00 cm
Fi2 220.000 ppm
Fi STEEB. 74 Hr
Fap -8.000 ppn
F2 -1006 06 Hz
PPMCM 10.36364 ppn/cm

HICM 130330933 Hz/fem
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IH-NMR

Fleckenstein 1-99

2.580
2. 421
2.366
-=0.000

=

T M e S @M Wm0 Y M@
MUt NS DS ST oo o= O
e W T WD 0 T U O fY o0 O U —
w [ O o S R N S I S S S S o S
| J
f
1
|
5 &
N
—
{
—_ el m
= ) i
& 3] [
2 - o
= m
_|—__ _.___-__.‘.—_-<|_|J-_-_-_.________—_._-_1._-..'4..1—__.
ppm 9 B 7 6

0.515
0.210

Current Data Parameters

NAME ma102av
EXPND 40
PROCND 1

F2 - Acguasition Parameters

Date_ 20080502
Time 13.12
THNSTRUM spect
PROBHD 5 mm BE0 BB-1H
PULPROG 7930
o 65536
SOLVENT Ccoclz
NS 16
0s 2
SWH 10330 578 Hz
FIDRES 0.157632 Hz
AQ 31720407 sec
RG 287 .4
W 48400 usec
OE 600 usec
1E 300.0
01 0. 30000000 sec
s====seus CHANNEL f] ========
iH
11.10 usec
0.00 ¢B

500, 1330885 MHz

F2 - Processing parameters

51 32T6E
SF 500.1300113 MHz
WO EM
558 ]
LB C.10 Hz
GB o
P 1.00

10 NMR plot parameters

Cx 22.00 cm
cy 12.00 ¢cm
Fip 10.000 pom
FI 5001.30 Hz
Fap -0.500 pom
Fa -250.08 Mz
== 0.47727 ppr/fcm
HICM 236 69839 Hz/cm
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Fleckenstein 1-99

Current Data Paraneters
NAME maiday
(L] 41
o — c ~ o o] , y
s PoexaSar PQ.W.. a PROCNG 1
m. 3 Jrp S LEe ) F2 - Acquisiticn Farameters
c = RS AE SR AL SR IL SRS Bk e Date_ 20060502
Iy | | Time 13,23
\ | INSTALM spect
| | PROBHD & ma B0 BB-1H
PULPADG 2gpg30
10 5536
SOLVENT cocla
NS 512
ns 4
Sk 37503.984 Hz
FIDRES 0 573639 Hz
A3 0.B71692! sec
G 14556 .5
O 13 300 usec
@ T o 500 usec
(@] m 300.0 K
M 0.40000001 sec
zZ 0.03000000 sec
Ac.u d ﬁ1/__ 0.00002000
«@ semumes CHANNEL 11 ===swess
NuCt 13C
Py 7.40 user
Ly 4,00 o8
\ SFO1 125, 7703143 Mz
=== CHANMEL ssam
CANPRG2 waltzig
Kucz 1H
FCPO2 84,00 usec
FL2 0.00 oB
PLIZ 19.00 gB
PL13 19.00 gB
SFO2 5001320005 M=z
F2 = Processing paraseters
81 3276E
SF 125 757760 MH:
WIH EM
558 ¢
LB 2.00 Hz
GB 1]
oL 1.00
i0 KMA plot paraseters
Cx 22.00 cm
CYy 7.00 cm
e ——— . : e e P A AR b P F1p 220.000 ppm
Fi 27566.71 Hz
Fap B.C00 ppm
; Ciane e
e e S e L R S B S L T ] T T T _. ! T T ! o ".uwzﬂ.._ _nunmumw ”_Ma...._h__.
ppm 200 175 150 125 100 75 0

HICH 30758 Hz/ca
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13C-NMR (DEPT)

1

pom

194.93

o
I
O

—

200

Fleckenstelin

Br

12

LA B S B S

178

A
4 L=

e — 1

150

17

32.06

75

45.83

— 28.67

current Data Parameiers

NANE maifav
EXFND a2
PROCND 1

F2 - Acguigition Parameters

Nate_ 200E0502

Time 13.32

INSTAUM spect

FROBHD 5 mm BBO BB-1H

BPULPRIG dent !

10 65536

SOLVENT Coc13

NS 160

0s 2

S 37993 962 niz

FIORES 0 573635 Hz

AD 08716921 sec

RG 16384

o 13.300 usec
6.00 usec
000K

50000000

2.00000000 sec
000344678 sec
©0.00002000 sec
0.00000942 sec

szzz=z= CHANNEL f1 ===
NUC1 13C

P1 7.40 usec
pz 14,80 usec
LY 4.00 o8

5504 125.7703143 Mz

s=wamsms CHANNEL 12 ==

CADP3G2 Wi ltT1E
Nucz 1H

P2 11.00 usec
o4 29,00 usec
PCaD2 B4.00 usec
PL2 0.00 0B
FLI2 19.00 @3
5F02 500,

= Processing parameters
32768

125. 7577390 MHz
EM
o

2.00 Hr
o
FC 1.00

2

10 WA plol parareters

[# 22.00 cr
cy 5.00 cr
F1P 220.00C pom
F1 27BEG . 70 M2
Fep B.000 ppr
F2 -1006.06 H2
PPHCH 10_36364 ppm/ce

HICM 1303.30750 Hafem
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3C-NMR

o - N LOTONDE~OW - 0om -]
§ §832R88R38 488 83
3 2889853888 KRR 88
& [t o o
] L1 ﬁ_
B\ A\ \
_/_____ Ny )
1 :. f
il LA

e <
m N
|

AR it

200 180 160 120 100 80 60 40 20 PPM
_FLECKENSTEIN P1-156 I o USER: -- DATE: 05/24/2005 |
_F1:75.411 F2: 1.000 [SW1:25000 _ _[OF1:79384 _ - PTSid:163s4 | |
LEX: X02__AU _lpw:0.0 usec _PD:0.0 sec  [NA:500 _lB:oo Nuts- SMI241F.125-1d |
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201.056

13C-NMR (DEPT)
CHO
14

200 . 150

— —

FL7SALL__ IF2i1000  [SWI:25000

135.769
T 134.708

—~— 138.300
- 137.067

-
T

—_

EX:X09 AU —

[PW:0.0 usec ____ |PD: 0.0 sec

134.232

e — —t S

_lBiog

50

o USER; --DATE: 05/24/2005 |
..Mma_.ﬁ.az|... [

— 27.780
27521

PPM|

Nuts - SMI242F. 125-1.fid |
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99,8
95
90
85
80
75
70
65

60 .

55

50
%T

45
40 _

35

30

25}
20

15 _
10 _

5.

0,2

IR (KBr)

2858,26

CHO
14

1600,42

_ﬁ m......q
i |

1688,50
1584,14

I
! 108399
_.‘ 1036,37

/_ 918,33

800
862,92

22
710,98

790,12

4400,0

4000

probe2.sp

3000

2000

cm-1

1500

1000

500,0
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IH-NMR
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13C-.NMR / (DEPT)

FLECKENSTEIN 1-170
w OO T O T T ~Tlo gl WMy
[Ty O ST [P = @U0 U) OU[ L~ [Ty HapiL gl | OJ) D
u 54_9.4.0:./31.5_.}_ rJTn._:: (=] -~ 09._“
a < olorin o oo~ ~rlo © ol
= N At T M o ey
i | |
// ' 1/ \\.\ /./m '
i | B R
JU0815.113
AU PROG:
_ X02. AU
DATE 8-6-5
SOLVENT COC13
SF 75.403
SY 75.0
01  7000.000
SI 32768

| TD 32768
SW 25000.000
_ HZ/PT  1.526

! PwW 0.0
| AG O 855
il A .B5¢
% i RG 80
o o) _ | NS 500
O - _ TE 297
| FW 31300
! o2 4200.000
il DP 22H DO
LB 2.000
GB 0.0
CX 22.50
CY 6.00
F1 220.009P
F2 ~-7.427P
HZ/CM 762.183
PPM/CM 10.108B
SR -934 .57

200 180 160 140 120 100 80 60 40 20 0
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o~ H .
Fleckenstein 1-175
N0 @@ QUMD T YT~ - D WU Y O NN @Y~ @ m o
NUomMcUONES 0—0maao . QM = D~ e @ e~ Mo m O
= ST OoNomau S ona RN EEEEE ~ o
a m 1c nr g o ﬂc oo ocooocOOmo ﬂu cu n w oo 4 = Moron (=]
= R T ﬂu w W Qi ou ooy nc oo oo
|
—
[ad
= ©
Z o . 9
I
-
-
p— |--.kL |L_1|] —
- ; L »H*FL_hrlr A _
= r//Jnu 1:\ m < r//nu
Z i 2t < ] =
e 1 | o o o
b ~ hJ_ ] - o
£ [ s
__- ™Y T T Lo T ‘—|_|_—__ T ___—__-_-_____ _-_—__._q..—ll‘ll—.ll—l-lj‘l—lul—lll]l_r_. T T T _-_.___.___-____
ppm 8 7 b 5 4 3 2 1 ]

Current Data Parameters

NAME ma103av
EXPND 50
FROCKD 1

F2 - Acouisition Parameters

Date _ 20060503

Time 14,13
INSTRUM spect
PROBHD 5 mm BBO BA-iH
FULPHROG 2930

k1] £5536
SOLVENT Cocl3

NS 16

0s 2

S 10330.578 Hz
FIDRES 0.157632 Hz
AG 3.1720407 sec
a6 256

0w 48,400 usec
0= 6.00 usec
TE 300.0 K

1} 0.50000000 sec

===zzemn CHANMEL ] =======

NuC! 1H

Fi 11.10 usec
PLY 0.00 a8
SFO1 500 . 1330885 MHz

F2 - Processing parameters

SI 32768
SF 500.1300141 MHz
WOW EM
558 0
Lg 0.10 Hz
GB 0
FC 1.00

10 NMAR plot parameters

Cx 22.00 cm

CY 12.00 cm
Fip 10.000 ppm

F1 3001.30 Hz

Fap =0.500 pom
F2 -250.06 Hz
PPMCM 0.47727 ppm/cm
HICM 238 69838 Hz/cm
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3C-.NMR

Fleckenstein 1-175

Current Oata Parameters

NAME ma103av
EXPhO 54
T DO SOTOTD SO i~ =g PROCND f
WU = D@y T DT ~ oW
£ w YT YT OO e o o o~
a (=3} T T T MMM M MU et e [ o F2 - Acguisitior Farame
= B S B = - |m: C | . Date 20060503
\le= | G
H { INSTRUM sSpec
| ! PROBKD 5 mm BBO BE-1H
BULPROG zgpg 30
0.8716521 sec
10321.3
13.300 usec
6.00 usec
300.0 K
0.40000001 sec
© oit 0.63000000 sec
— aiz 0.00002000 sec
smans = CHANNEL f{ =s=sa= =
NUCY 13C
| ] 1 7.40 usec
4.00 d8
' 125.7703143 Wiz
I
=mms = ANNEL f2 =am== =
CFOPRG2 waltz1g
! KUCE H
Pceng B4.00 usec
PLZ 0.00 gB
PLi2 ]
P13 dé
SFO2 WHZ
- Prgcessing paraseters
32768
125, 7577884 N
[ EM
Co o
2.00 H2
' ! 0
1.00
10 NMR plot parameters
cx 22.00 cn
cY 7.00 co
FiP 220.000 pom
2766671 Mz
-B.000 ppn
T T T L L R AL —T T—r T T 1006.06 Hz
- 1R ar 36364 ppe/ca
pom 200 175 150 = 0 1303 30798 ka/cn
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- leckensteln

Current Data Parameters

.93
17.27
21.74
17.48

131

—

=—132.07
— 77.08

™l
-

(

NAME =z i03av
EXPRD a2
PFROCND 1

Acguisition Parameters

Date 0060503
Tise 14.34
INSTRUM spect
PROISHD & mm BEJ BE-1MH
PULPROE dept 135
5536
SOLVENT cocii
160
2

37593884 Mz

FI0RES 0.573638 H.

0.B716921 sec
16384
13.300 usec
6.00 usec
00.0 K
145 0000000
2.00000000 sec
0.00244828 sec
0.000C2000 =ec
0.000005942 sec

=== CHANNEL 11

130
.40 ysec
14 B0 usec
4.00 a8
125, 7703143 MHz

S59

====== CHANNEL 92 =
CRDPRGZ waltzib
MJCE iH

©
—

13C-NMR (DEPT)

11.00 usec

22.00 usec
P2 B4.00 usec
.00 cB

19.00 ¢

2 .
2 5001320005 MHz

=]

- Processing parameters
37768
125, 7576092 Mz
1
o
2.00 Hr
0
1.00

10 NMA plot parameters

22.00 cm
5.00 cm
220,000 ppr
E7EEE. T2 Hz
B.0C0 ppm
1006.06 H

1303 30823 Hzfem

10.36364 pom/fem



%T

99,9
9 |

90

85
80
75
70
65
60
55
50
45
40
35
30
25
20
15

10 .

3
1,9 |

IR (KBr)

16

2918,73

" \:J._J\J,_

J._ _L.z...
_\\ ] \

,
_

169,73

1454,26

1295,75

137285

Y

4 45,53

|
888,57

|
788,50

668,27

522,16

4400,0

probe3.sp

4000

3000

2000

cm-1

1500

500,0
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IH-NMR

Fleckenstein CFP-¢-178

ppm

Integral

e g i AV el Ty =T T B ) P [ATR o T Bt B o ) [=2 0 s Ty ] [ = VR - R Ta ]
S me R O @ WD e w0 o D= Mo O =D @~ 0o C o
WUl T 9yt —oom w e B R ] 0T fu = oo oo o o
L R N N S ST ™ [ I A VI VI VI PR VN coocoocoo
7

1 1o ' | i i i i |

\ _ %\ i__ |
[ [
-
(&)
—
[
_ \ —
|
|
] o A L o -
L J S S N
| ' \ I |
]

\ v/ LA )

= o ['e] w - wc_ cu_

@ le=| o = o] =l |e m|m)

@ =||a nc_ & @ (@ ] IR

o= & S G

- | | e
_-_.~_ L/ B B R | T T L T T T TF ™ T T [Frr—rTT ._~_.___.——__-_ T _——.]l_.|m|-.l_.lq.|_|_|4_-|.|_|.|
pom 9 a 7 5 3 2 i 0

Current Data Parameters

Hz
Hz
sec

usec
usec
L.
SEBC

ELLEET

usec
ag
MHZ

MHz

NAME ma104av
EXEND [30]
PRACND i
F2 - Acguisition Parameters
Date_ 20060304
Time 1650
INSTRUM 5peCt
PROBHD S om B30 88-1H
PULPROG 2930
10 65936
SOLVENT cocl3
NS 16
0s 2
S 10330.578
FIORES 0.157632
AQ 3.1720407
AG 456 1
oW 48400
DE 6.00
TE 300.0
i1 0.50000000
===m==== CHANNEL f1 ==
KUC1 1H
P1 11,10
PL1 G.00
SFO01 500. 1330885
F2 - Processing parameters
51 32768
SF 500.1300150
WOW EM
556 o
LA 0.10
GH Q
PC 1.00

10 NMB pict parareters

Cx 22.00
cy 12.00
Fi1P 10.000
Fi 5001 .30
Fap =0.500
ie -25C.06
FRMCM 0.47727
HICM 23869839

cm
cm
wopm
Hz

ppm

Hz
ppmfem
Hz/cm
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nom

I3C-NMR

Fleckenstein

1c

C

Fi

127.63
—125.92

)
"
b ;

7.12
116.42

|

- 78,24

75.99
5.73

-

3.38

3

20.43
7.89
17.83

.

—

Current Data Parameters

NAME mai0dav
EXPNO &1
FROCND 1
F2 - Acquisition Parameters
Date _ 20060504
Tine 17.34
INSTRUM spect
PROBHD 5 mn BAO BB-tH
FULPADG 1gpgio
m 65936
SOLVENT cocia
NS 2048
os
SH Hz
5 0.573639 Mz
0.8T18%2¢ sec
6502
13.300 usec
6.00 wsec
Tl 300.0 K
01 0.40000001 sec
a1t 003000000 sec
a2 0.00002000 sec
=ss= CHANNEL ] ===zm==
NUCY 13C
F1 740 usec
Ly 4.00 aB
SFO1 1257703143
smmsemn CHANNEL 7 « .
CPOPRGE waltz 16
NUC2 H
PCROZ B4.00 usec
P2 .00 aB
nLi2 19.00 cB
PL13 19.00 oB
ko2 00, 1320005 MHz

F2 - Processing parareters

51 32768

sF 125.7579154 Mz
Wil EM
S50 0

LB 2.00 Hz
GB [

FC .00

10 KMA plot parameters

cx 22.00 ca
cy 7.00 cm
Fip 220,000 ppe
F1 27666 74 Hz
Fep -8.000 ppm
F2 -1006.06 Hz
FEMCM 10.36364 ppe/ca

HICM 1303.30933 Hz/fen
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13C-NMR (DEPT)

Current Data Parameters

MNAME ma i 0day
EXPND B2
PROCND 1
F2 - Acguisition Paraseters
o) < ~ @ o m (S} s R [ ="} ™~ Mm@y T o 0 20060504
3] @© ~ m w m o 0 S~ o~ 0 m T @ @ oo Tire 18.00
Eo o o w — o T 00~ o uoom @ w0 @ o~ ™~ "o INSTRUM spect
Q= @ ~ o 00 m oo NN ga D@ @ ~ ™ S FROBMD 5 mm BEO BE-1H
r _ | | | 1 | PULPROG dept 135
| / / ! 7\ _ / 7\ \ 0 £5536
| \ I b SOLVENT coc13
[ I 1 | # | | | NS TE)
os 2
37593 584 Mz
0.573639 Hz
0.B716821 sec
16384
13.300 vsec
6.00 usec
' 300.0 K
[ | 1450000000
| 2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00000942 =sec
mewnm= CHANNEL {1 sssmss==s
) NUCH 13C
| P 7.40 usec
' pe 14,80 usec
! " i [ PL1 4.00 g8
il | _ : , _ " | 5501 1257703143 MHz
, i 4 | 1 \ i, b il g &l y y
I ..._. | Lt 1 1 ¥ A Lo Ll | lidil == == CHANMEL 2 =s==mmms
! . J q CPOPRGEZ wWaltzib
nucz 1
P3 11.00 usec
n4 22.00 usec
PCPD2 B4, 00 usec
P2 0.00 oB
PL12 19.00 oB
SFO2 5001320005 Mdz
F2 - Processing parameters
SI 32768
SF 5. 7579164 MHz
WOR EM
= 558 0
Le 2.00 Hz
G3 0
PC 1.00
1D MMA plot parameters
cX 22.00 ¢n
cY 5.00 cm
Fip 220,000 ppm
Fi 2766E. 74 Hz
Fap =6.000 ppm
—rr—r——T—T—T— v T T T T T — T — T T T T T —T T T Fe 1006.06 Hz
ppm 200 150 25 100 78 50 25 0 PPHCN 10.36364 pom/cn

HICM 33933 Hz/em
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99.8

o

85 . \

Ty
_ "._ W___._SM.L_ _

139504 |

80 _ m_

75 \

343587 | _
65 | _ES..a 1
L]

1261,43

60 _

Sd.% |

103547 _

55

50

%T
45 | |

35 |

30
0 851,68

25

1c

20

IR (KBr)

792,91

—

0,3 S

4400.0 4000 3000 2000 1500 1000 500,0
em-1

probe.sp
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Fleckenstein CFP-1-3

Co<)

(<O

Current Data Parameters

NAME augiiac
< EXPNO 270
LL FROCNO 1
m
FZ - Acquisition Parameters
Date_ 20050824
T > Time 0.1
x //// N INSTRUM spect
+ PROBHD 5 mm PABBO BB-
= o © PULPROG 2g30
pd wu ™D 32768
H. SOLVENT CD3CN
3 NS 32
DS 2
SWH 6188.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 203
oW 80.800 usec
| — L[E 10.00 usec
| TE 300.0 K
D1 1.00000000 sec
TDO 1
| ======== CHANNEL f1 ========
NUC1 TH
P1 9.70 usec
| PL1 -3.00 dB
SFO1 299,9018520 MHz
! F2 - Processing parameters
51 12768
SF 299.,9000031 MHz
WDW EM
SSE 0
LB 0.10 Hz
- GB 0
| ! PC 1.00
A
9 8 7 6 5 4 2 ppm
~ © o -] ©
« «© «Q e ]
] o o o ]
- n ~
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13C-NMR

Fleckenstein CFP-1-3

(<O

Current Data Parameters

NAME aug23ac
EXPNC 27
PROCHNO 1
F2 Acquisition Parameters
Date_ 20050824
Time 0.46
INSTRUM spect
PROBHD 5 mm PABBO EBE-
"ot PULPROG zgpg 30
LL ™D 32768
m SOLVENT CD3CN
NS 1000
DS 4
T > SWH 1B028.846 H=z
//// < FIDRES 0.550197 Hz
+ AQ 0.9088159 sec
o © RG 2050
~ bW 27.733 usec
— DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
d11 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL f1 ==s=swa=
NUCi 13cC
Pl 11.00 usec
PL1 0.00 dB
SFO1 75.4174560 MHz
ms=s==== CHANNEL f2 ========
CPDFRG2Z waltzle
NUC2 TH
PCPD2 95.00 usec
PLZ -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
_ 51 32768
SF 75.4099380 MHz
\ 1] . ht . I WDW EM
S55B 0
LB 2.00 Hz
I I | I T T T N T MW _.hw
200 180 160 140 120 100 40 20 0
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13C-NMR (DEPT)

Fleckenstein CFP-1-3

N

Ptl“
17a

e

RUKER
(<O

Current Data Parameters

NAME
EXPNO
PROCNO

aug?lac
272
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM

PROBHD
PULFROG

T I T
200 180 160

ﬁ
140

T
120

H_
100

80

60

40

20

0 ppm

20050824
1.00
spect
5 mm PABBO BB-
dept135
32768
CD3CN
256
4
18028.846 Hz
0.550197 Hz
0.9088159 sec
2050
27.733 usec
10.00 usec
300.0 K
145.0000000
2.00000020 sec
0.00344828 sec
0.00002000 sec
0.00001401 sec
1

CHANNEL f1 =scs====
13c
11.00 usec
22.00 usec
0.00 4B
75.4174560 MHz
CHANNEL f2 mssmcm===
waltzlé
NuUC2 1H
P3 9.50 usec
p4 19.00 usec
PCPD2 95.00 usec
PLZ ~3.00 dB
PL12 17.00 dB
SFo2 299.9011996 MHz
FZ - Processing parameters
SI 32768
SF 75.4098362 MHz
wow EM
S5B 0
LB 2.00 Hz
B 0
PC 1.40
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31P-NMR {*H}

-_
Fleckenstein CFP-1-3/31P-CPD
Current Data Parameters
NAME augiac
EXPNO 275
FROCNO 1
F2 - Acquisition Parameters
Date_ 20050824
Time 1.3
INSTRUM spect
< PROBHD 5 mm PABBO EB-
LL PULPROG zgpg30
m D 65536
SOLVENT CD3CN
NS 80
< Ds 4
H/+,,, SWH 48076.922 Hz
nﬁ FIDRES 0.733596 Hz
%m AQ 0.6816244 sec
— RG 2050
DW 10.400 usec
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
===s===s CHANNEL ] ==sss=e=
NUC1 e
P1 7.50 usec
PL1 0.00 dB
S5FO1 121.3956752 MH=z
======== CHANNEL f2 ========
CPDPRGZ waltz1é
NuC2 1H
PCPD2 95.00 usec
PL2 -3.00 de
PL12 17.00 dB
PL13 23.00 de
SFO2 299.9011996 MHz
FZ2 - Processing parameters
s1 32768
SF 121.4017450 MHz
WDW EM
SSB ]
LB 1.00 Hz
T T | T I T T T T Mw J.AM
100 50 0 -50 -100 -150 -200 ppm
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31p-NMR

Fleckenstein CFP-1-3/31P-undec.

17a

(<O

Current Data Parameters

MNAME augllac
EXPNO 276
FPROCNO

FZ - Acquisition Parameters
Date_ 20050824
Time 1.40
INSTRUM spect
PROBHD 5% mm PABEO BB-
PULPROG zg30

TD 65536
SOLVENT CD3CHN

NS 160

LS 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 usec
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ==ssa=s
NUC1 3P

Bl 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
SI 32768

SF 121.4017450 MHz
WDW EM

S5B 0

LB 1.00 Hz
GB o]

PC 1.40

_
-150

T
-200

ppm
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IH-NMR

Fleckenstein CFP-2-54
(bitte laergere Roehrchen verwenden)

(<O

L L3
\ Current Data Parameters
<t MNAME augi9ac
LL EXPNO 240
m PROCNO 1
//(\\ F2 - Acgquisition Parameters
T = Date_ 20050820
N Time 3.21
o o INSTRUM spect
~ PROBHD 5 mm PABEO BB-
— PULPROG zg30
D 32768
SOLVENT cpCl3
NS 32
DS 2
SWH 6188.119 H=z
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 228
DW 80.800 usec
DE 10.00 usec
TE 300.0 ¥
D1 1.00000000 sec
\..1 TDO 1
: CHANNEL f1
NUCT TH
Bl 9.70 usec
PL1 -3.00 4B
SFO1 299.9018520 MHz
F2 - Processing parameters
ST 32768
SF 299.8999968 MHz
WEW EM
S55B 0
LB 0.10 Hz
GB 0
PC 1.00
I | | I R I I M I I B T
9 8 7 6 5 4 3 2 1 ppm

32.00
1.75
20.64
44.7
0.89
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3C-NMR

-
Fleckenstein CFP-2-54
Current Data Parameters
NAME augl%ac
EXFNO 241
PROCNO 1
F2 - Acquisition Parameters
. Date_ 20050820
LL Time 3.39
m INSTRUM spect
PROBHD 5 mm PABBO BB-
/\ PULPROG zgpg30
T v ™ 32768
////+w SOLVENT CcDCl3
N NS 512
a o DS a
N~ SWH 18028 .846 Hz
~ FIDRES 0.550197 Hz
AQ 0.95088159 sec
RG 2050
DW 27.733 usec
DE 10,00 usec
TE 300.0 K
D1 1.00000000 sec
dni 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL f1 =====sn=
Nuci 13cC
Pl 11.00 usec
PL1 0.00 dB
SFO1 75.4174560 MHz
====a=== CHANNEL £2 ====ss==-a
CPDPRG2 waltz16
NUC2 1H
PCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299,9011996 MHz
F2 Processing parameters
S1 32768
SF 75.4099150 MH=z
DW EM
55B 0
LB 2.00 Hz
T T T T " T T " T PC A.N.m
200 180 160 60 40 20 0 ppm
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13C-NMR (DEPT)

Fleckenstein CFP-2-54

BF,

/

P,

4%

17b

|
200

_
180

S

ﬂ
160

140

T
120

100

BRUKER
(<O

Current Data Parameters

NAME augl9ac
EXPNO 242
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050820
Time 3.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG dept135
D 32768
SOLVENT cpcl3
NS 256
DS 4
SWH 18028.846 H=z
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2050
oW 27.733 usec
DE 10.00 usec
TE 300.0 K
CHST2 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
diz 0.00002000 sec
DELTA 0.00001401 sec
TDO 1
messsmee CHANNEL f1 remsssas
NUcC1 13C
Pl 11.00 usec
pl 22.00 usec
PL1 0.00 dB
SFO1 75.4174560 MHz
ssm===== CHANNEL f2 ========
CPDPRG2 waltzl6
Nucz TH
B3 9.50 usec
pd
PCPD2
PL2
PL12
S5F02 299.5011996 MHz
F2 - Processing parameters
SI 32768
SF 75.4099150 MHz
WDW EM
S5B 0
LB 2.00 H=z
— = B o
! ! T T BC 1.40
60 40 20 0 ppm
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31P-NMR {*H}

Fleckenstein CFP-2-54

BF,

+/
P,
17b

(31P)

(<O

Current Data Parameters

-50

T
-100

T
-150

_
-200

pPpm

NAME auglfac
EXFNO 243
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050820
Time 4.18
INSTRUM spect
PROBHD 5 mm PABBO EB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 512

DS 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

DW 10,400 usec
DE 10,00 usec
TE 300.0 K

D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89959998 sec
TDO 1
====== CHANNEL f1 ==s======
NUC1 3ip

P1 7.50 usec
FL1 0.00 dB
SFO 121.3956752 MHz
= mm=m== CHANNEL £2 e=====-=
CPDPRG2 waltzlé

NuUC2 1H
PCPD2 95.00 usec
PLZ -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
S5F02 299.9011996 MHz
F2 - Processing parameters
51 32768

SF 121.4017450 MH=z
WDW EM

S55B 0

LB 1.00 Hz
GB [4]

PC 1.40
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31p-.NMR

Fleckenstein CFP-2-54

BF,

(31P-1H)

(<O

Current Data Parameters

NAME augl9ac
EXENO 244
FROCNO 1
F2 - Acquisition Parameters
Date_ 20050820
Time 5.06
INSTRUM spect
PROBHD 5 mm PAEBO BE-
PULPROG zg30
TD 65536
SOLVENT cpcl3
NS 1024
//\\ DS 4q
T Y SWH 48076.922 Hz
//// N FIDRES 0.733596 Hz
mr AQ 0.6816244 sec
o] RG 2050
~ oW 10.400 usec
— DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
™0 1
sesswsss CHANNEL f] ssssssas
NUC1 3P
P1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
S1 32768
SF 121.4017450 MHz
WDW EM
S5B 0
LB 1.00 Hz
GB 0
PC 1.40
T T T I I T I
100 50 0 -50 -100 -150 -200 ppm

A e
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IH-NMR

Fleckenstein CFP-2-88

(bitte laengere Roehrchen verwenden)

BF,

N

P,
17c

e

Co<)

(<O

Current Data Parameters

NAME augl9ac

EXPNCG 250

PROCNO 1

F2 - Acguisition Parameters

Date_ 20050820

Time 6,24

INSTRUM spect

PROBHD 5 mm PABBO BR-

PULPROG zg30

D 32768

SOLVENT CcDpCl3

NS 32

DS 2

SWH 6188.119 Hz

FIDRES 0.188846 Hez

AQ 2.6477044 sec

RG 181

oW 80.800 usec
10.00 usec
300.0 K

1.00000000 sec
1

CHANNEL {1 ========

9.70 usec
-3.00 dB
299.9018520 MHz

F2 - Processing parameters

SI 32768
SF 299.8999979 MHz
WDW EM
S55B 0
LB 0.10 Hz
GB 4]
PC 1.00

1.19

0.76

66.13

ppm
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13C-NMR

-
Fleckenstein CFP-2-88
Current Data Parameters
NAME auglfac
EXFNO 251
PROCNO 1
F2 - Acguisition Parameters
Date_ 20050820
' Time 6.42
F4 INSTRUM spect
o PROBHD 5 mm PABBO BE-
PULPROG zgpg30
T 32768
SOLVENT CDCl3
I N NS 512
////+u DS 4
o o SWH 18028.846 Hz
N~ FIDRES 0.550197 Hz
— AQ 0.90881%59 sec
RG 2050
DwW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
di 0.03000000 sec
DELTA 0.89999998 sec
DO 1
CHANNEL f1 ========
13cC
11.00 usec
0.00 dB
75.4174560 MHz
======== CHANNEL f2 d
CPDFRG2 waltzlé
NUCZ2 1H
PCPD2 95.00 usec
PL2 -3.00 dB
FL12 17.00 dB
FL13 23.00 4B
S5F02 299.9011996 MHz
F2 Processing parameters
sI 32768
F 75.4099150 MHz
oW EM
SEB 0
LB 2,00 Hz
. , . . GB 0
T T T T T T T pC 1.40

T T _ T
200 180 160 140 120 100 80 60 40 20 0 ppm
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13C-NMR (DEPT)

Fleckenstein CFP-2-88

e

7c

—

Current Data Parameters

NAME
EXFPHNO
PROCNO

auglYac
252
1

F2 - Acguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULFROG
D
SOLVENT
N5

Ds

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
D1

d2

SFO1

CPDPRGZ
NUC2

B3

pd
PCPD2
PLZ
PL12
5F02

20050820

6.56

spect

5 mm PABBO BE-
dept 135

32768

CcDCl3

256

4
18028,.846 Hz
0.550197 Hz
0.9088159 sec
2050
27.733 usec
10.00 usec
300.0 K
145.0000000
2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00001401 sec

CHANNEL f1 ==s======
13C
11.00 usec
22.00 usec
0.00 dB
75.4174560 MHz

CHANNEL f2 ========
waltzlé
1H
9.50 usec
19.00 usec
95.00 usec
-3.00 dB
17.00 4B
299.90119%6 MHz

F2 Processing parameters

=8
SF
WDW
S8B
LB
B

200

_
180

T
160

|
140

_
120

T
100

80

60

pPpm

BC

32768
75.4099150 MH=z
EM
0
2.00 Hz
o
1.40

S78



Fleckenstein CFP-2-88 (31P)
Current Data Parameters
NAME augl9ac
EXPNO 253
PROCNO 1
FZ2 - Acquisition Parameters
Date_ 20050820
Time T.22
INSTRUM spect
< PROBHD 5 mm PABBO BE-
LL PULPROG zgpg30
—_ om ™ 65536
I SOLVENT cpcl3
< NS 512
T < Ds 4
x ~S SWH 48076.922 Hz
= o FIDRES 0.733596 Hz
b4 _m AQ 0.6816244 sec
D.- — RG 2050
— DW 10.400 usec
™ DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 ==a==c==-
NUCt e
B1 7.50 usec
PL1 0.00 dB
5FO1 121.3956752 MHz
wesmssss CHANNEL f2 ssssss==
CPDPRG2 waltzlé
NUC2 1H
PCED2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23,00 dB
SFO2 299.9011996 MH=z
FZ - Processing parameters
51 32768
SF 121.4017450 MHz
N 1 WDW EM
58B 0
LB 1.00 Hz
T T T T o I T T T T MM A.AM
100 50 0 -50 -100 -150 -200 ppm
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Fleckenstein CFP-2-88 (31P-1H)

3P-NMR

BF,

/

A
P,

4%

17c

(<O

Current Data Parameters

NAME auglac
EXPNO 254
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050820

Time 8.09
INSTRUM spect
PROBHD 5 mm PABBO EB
PULPROG zg30

TD 65536
SOLVENT CDCL3

NS 1024

Ds 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ==
NUC1 Ip

Pl 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
FZ - Processing parameters
SI 32768

SF 121.4017450 MHz
WDW EM

S58B 0

LB 1.00 Hz
GB a

PC 1.40

I
100

A

5

@l

-50

_
-100

T
-150

T
-200

ppm

S 80



IH-NMR

Fleckenstein CFP-1-21

BF,

+/
P*..,
17d

5

..R.:ﬁ&&ﬁa;

ARSI S

T T
95 9.0 85 80 7.5

29.75

_ T _ _ T T
7.0 6.5 6.0 55 5.0 4.

-
w0
-

LR ISR B I B B S

5 40 35 3.0 25

13.58

20 15 1.0 0.5

-

52.71

I
ppm

(<O

Current Data Parameters

NAME augllac
EXPNO 10
PROCHNO 1

F2 - Acquisition Parameters

Date_ 20050822

Time 8.33
INSTRUM spect
PROBHD 5 mm PABRO BB-
PULPROG zg30

TD 32768
SOLVENT CDpCl13

NS 32

Ds 2

SWH 6188.119 Hz
FIDRES 0.1888B46 Hz
AQ 2.6477044 sec
RG 203

DW 80.800 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

== === CHANNEL f1 ========
NUC1 1H

Pl 9.70 usec
PL1 -3.00 dB
SFO1 299.9018520 MHz
F2 Processing parameters
sS1 32768

SF 299.8999973 MH=z
WDW EM

SS8B 0

LB 0.10 Hz
GB 0

PC 1.00

S81



3C-.NMR

Fleckenstein CFP-1-21

BF,

N

/

A
P,

17d

(<O

T
200 180

T
160

Current Data Parameters

NAME auglac

EXPNO 11

PROCNO 1

F2 - Acgquisition Parameters

Date_ 20050822

Time 8.49

INSTRUM spect

FROBHD 5 mm PAEBO BE-

PULPROG zgpg30

TD 32768

SOLVENT CDhC13

NS 424

DS 4

SWH 18028.846 H=z

FIDRES 0.550197 Hz

AQ 0.9088159 sec

RG 2050

oW 27.733 usec

DE 10.00 usec

TE 300.0 K

D1 1.00000000 sec

dil 0.03000000 sec

DELTA 0.89999998 sec

DO 1

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

NUC1 13C

P 11.00 usec

PL1 0.00 dB

S5FO1 75.4174560 MHz

==sss=s==e CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

PCPD2 95.00 usec

PL2 -3.00 @B

PL12 17.00 4B

FL13 23.00 dB

SFO2 299.9011996 MHz

F2 Processing parameters

SI 32768

SF 75.4099150 MHz

WDW EM

55B 4]

LB 2.00 Hz

GB 0

PC 1.40
ppm

S 82



-
Fleckenstein CFP-1-21
Current Data Parameters
NAME augiiac
EXPNO 12
PROCNG 1
F2 - Acguisition Parameters
Date 20050822
Time B.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG dept 135
T 32768
SOLVENT CcDC13
NS 160
DS 4
SWH 18028.846 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2050
oW 27.733 usec
DE 10.00 usec
TE 300.0 K
CHETZ 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
412 0.00002000 sec
DELTA 0.00001401 sec
TLO 1
======== CHANNEL f]1 ===r=n==
NI 13C
1 11.00 usec
p2 22.00 usec
PL1 0.00 aB
SFO1 75.4174560 MHz
)
W s==ssses CHANNEL f2 =s=s====
w CPDPRGZ waltzlé
NuC2 1H
@] P3 9.50 usec
N—r
pd 19.00 usec
x [a W S PCPD2 95.00 usec
s N~ PL2 3.00 4B
zZ — PL12 17.00 4B
1 SFO2 299.9011996 MHz
O
B FZ - Processing parameters
L34 32768
SF 75.4099150 MHz
WDW EM
SS5B 0
LB 2.00 Hz
T _ T T T _ _ T L B — ce yad
200 180 160 140 120 100 80 60 40 20 0 ppm
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31P-NMR {*H}

Fleckenstein CFP-1-21/

31FP CPD
Current Data Parameters
NAME augac
EXPNO 15
FPROCNO 1
F2 Acguisition Parameters
Date_ 20050822
Time 9.32
INSTRUM spect
PROBHD 5 mm PABBO BE-
' PULPROG zgpg30
LL TD 65536
m SOLVENT CDCl3
NS 80
/\ DS 4
T Y SWH 48076.922 Hz
//// N FIDRES 0.733596 Hz
mr AD 0.6816244 sec
© RG 2050
N~ oW 10.400 usec
A DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 ====s====
NUC1 3P
Pl 7.50 usec
PL1 0.00 dB
S5F0O1 121.3956752 MHz
== CHANNEL f2 ========
CPDPR waltz16é
NUC2 TH
PCPD2 95,00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
51 32768
SF 121.4017450 MHz
WDW EM
5S8B o]
LB 1.00 Hz
__GB 0
| I 1 T T T T BC 1.40
100 50 0 -50 -100 -150 -200 ppm
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Fleckenstein CFP-1-21/
31P no dec.

31P-NMR

BF,

N

/

A
P,

17d

(<O

Current Data Parameters

MAME aug2iac
EXPNO 16
PROCNO 1

FZ2 - Acquisition Parameters
Date_ 20050822
Time 9.39
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG zg30

D 65536
SOLVENT CcpCl3

NS 128

DS 4

SWH 48076.922 Hz
FIDRES 0.7335%6 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
TDO 1
===s=s== CHANMNEL f1 ========
NUC1 p

P1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
5T 32768

SF 121.4017450 MHz
WDW EM

S5B [¢]

LB 1.00 Hz
GB 1]

PC 1.40

T
100

@

T

5

e

_
-50

T
-100

T
-150

T
-200

ppm
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IH-NMR

Fleckenstein CFP-2-5 g

(<O

Current Data Parameters

Mt

NAME augl9ac
't — EXPNO 230
LL PROCNO 1
m
F2 - Acquisition Parameters
Date_ 20050820
T \ Time 0.18
////+u INSTRUM ~ spect
nﬁ PROBHD 5 mm PABBO BB-
o PULPROG 2g30
~ D 32768
SOLVENT CDCl3
NS 32
Ds 2
SWH 6188.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 181
oW 80.800 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 =masss=s
RUC1 TH
=l 9.70 usec
— PL1 -3.00 dB
SFO1 299.9018520 MHz
F2 - Processing parameters
sSI 32768
SF 299.8999979 MHz
WDW EM
SS8B 0
LB 0.10 Hz
GB 0
) L k L
s P r——
I I ! LI TrrTrpTTTTT N I B | I T
9 8 7 6 5 4 3 2 1 ppm
aﬂ 2 g Jm 2
& - o hd IS
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Fleckenstein CFP-2-5

(<O

Current Data Parameters

S 87

I3C-NMR

NAME augl9ac
EXFNO a3
FROCNO 1
F2 Acquisition Parameters
Date_ 20050820
. Time 0.36
E% INSTRUM spect
o PROBHD 5 mm PABBO BE-
PULPROG zgpg30
TD 32768
SOLVENT CchCl3
T N NS 512
+7 DS 4
o o SWH 18028.846 Hz
N~ FIDRES 0.550197 Hz
— AQ 0.9088159 sec
RG 2050
DW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
dil1 0.03000000 sec
DELTA 0.89999998 sec
DO 1
======== CHANNEL ] =ssssss=
NUC1 13C
P1 11.00 usec
PL1 0.00 dB
SFO1 75.4174560 MHz
======== CHANNEL f2 ======
CPDPRGZ waltz16
NUC2 1H
PCPD2Z 95.00 usec
PL2 3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SF02 299.9011996 MHz
F2 - Processing parameters
SI 32768
SF 75.4099150 MHz
WDW EM
SSB 0
LB 2.00 Hz
T N T 1 T - T N T " T ¥ T T T WM _.nm
200 180 160 100 80 60 40 20 0 ppm




13C-NMR (DEPT)

Fleckenstein CFP-2-5

Current Data Parameters

NAME augl9ac
EXPNO 232
PROCHO 1

F2Z - Acquisition Parameters
Date_ 20050820
Time 0.49%
INSTRUM spect
PROBHD 5 mm PABBC BB-
PULPROG dept 135

D 32768
SOLVENT cpcl3

NS 256

DS 4

SWH 18028.846 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2050

DW 27.733

DE 10.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
dz 0.00344828 sec
diz 0.00002000 sec
DELTA 0.00001401 sec
TDO 1

======== CHANNEL fl ==s======

HUCT 13C
P1 11.00 usec
p 22.00 usec
‘< PL1 0.00 dB
LL SFO01 75.4174560 MHz
m
susssass CHANNEL {2 csssccas
CPDPRGZ waltz16
NUC2 TH
L = P3 9.50 usec
/+,, p4 19.00 usec
o ) PCPD2 95.00 usec
N~ PL2 -3.00 dB
i FL12 17.00 dB
SFO2 2%99.9011996 MHz
FZ - Processing parameters
s8I 32768
SF 75.4099150 MH=z
WDW EM
558 0
LB 2.00 Hz
7 | EE— T T T T _ T T cs 1 s
200 180 160 140 120 100 80 60 40 20 ppm
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31P-NMR {*H}

(<O

Current Data Parameters

Fleckenstein CFP-2-5 (31P)
_-y.f\l\
' <
LL
m
I =
+7
o ©
N~
(I s
" T T T T T T T
100 50 -50 -100 -150 -200 pPpm

NAME auglfac
EXPNO 233
PROCNO 1

FZ2 - Acquisition Parameters
Date_ 20050820

Time 1.15
INSTRUM spect
PROBHD 5 mm PABBO BEBE-
PULPROG zgpgl0

TD 65536
SOLVENT CDCl3

NS 512

Ds 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
dan 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
s======== CHANNEL f1 ==- ===
NUC1 3p

Pl 7.50 usec
PL1 0.00 gB
SFO1 121.3956752 MHz
======== CHANNEL f2 ====ss=a
CPDPRGZ waltzlé

NUC2 1H
BCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 4B
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
SI 32768

SF 121.4017450 MHz
WDW EM

S5B 0

LE 1.00 Hz
GB 0

BC 1.40

S 89



31P-NMR

Fleckenstein CFP-2-5

BF,

/
P,

a9

(31P-1H)

17e

BRUKER
(<O

Current Data Parameters

NAME augl9ac
EXPNO 234
PROCHNO 1

FZ Acquisition Parameters

Date_ 20050820
Time 2.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 use
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1

=== CHANNEL f1 ========
NUCT p

2l 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
S5I 32768

5F 121.4017450 MHz
WDW EM

SEB 0

LB 1.00 Hz
G ]

PC 1.40

100 50

@l
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IH-NMR

Fleckenstein CFP-2-3

§

BF,

<

P1

+
Sy

P

Y

17f

(<O

Current Data Parameters

NAME aug2lac
EXPNO 270
PROCNC

F2 Acquisition Parameters
Date_ 20050822
Time 21.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 32768
SOLVENT CDhCl3

NS i2

Ds 2

SWH 61B8.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 203

DW 80.800 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
s==== CHANNEL f1 ========
NUCT TH

Pl 9.70 usec
PL1 -3.00 dB
SFO1 299.9018520 MHz
F2 - Processing parameters
SI 32768

SF 299.8999979 MHz
WDW EM

55B 4]

LE 0.10 Hz
GB 0

BC 1.00

IR B S i B

9 8

28.15

7

1.54

3.09

6.24

2.00

-

57.89

1.09
____j\_
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3C-NMR

Fleckenstein CFP-2-3

BRUKER
(<O

Current Data Parameters

MAME augllac
EXPNO 27
PROCNO 1
' < F2 Acquisition Parameters
LL Date_ 20050822
o Time 22.30
INSTRUM spect
//(\\ PROBHD 5 mm PABBO BE-
T = PULEBROG zgpg30
N D 32768
o SOLVENT CDC13
Y—
=
—
SWH 18028.846 Hz
FIDRES 0.550197 Hz
Q AQ 0.9088153 sec
RG 2050
DW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
dan 0.03000000 sec
DELTA 0.899999598 sec
TDO 1
======== CHANNEL f1 ==s==c-==
NUCt 13¢C
Pl 11.00 usec
EL1 0.00 dB
SFO1 75.4174560 MHz
======== CHANNEL f2 ==+rmm===
CPDPRG2Z waltzl16é
NUCZ 1H
PCPD2Z 95.00 usec
PL2 -3.00 dB
PL12 17.00 4B
PL13 23.00 dB
SFO2 299.9011996 MHz
FZ - Processing parameters
s8I 32768
SF 75.4099150 MH=z
WDW EM
SSB 0
LB 2.00 Hz
T T T T ™ T T I T I T I T T mm A.Am
200 180 160 140 120 100 80 60 40 20 ppm
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13C-NMR (DEPT)

Fleckenstein CFP-2-3

(<O

Current Data Parameters

NAME auglzac
EXPNO 272
FROCNO 1
F2Z - Acquisition Parameters
Date_ 20050822
Time 22.44
INSTRUM spect
' PROBHD 5 mm PABEQ BE-
rmq PULPROG dept135
el D 32768
SOLVENT cDoll3
NS 256
/\ DS a
T = SWH 18026.846 Hz
////+u FIDRES 0.550197 Hz
D,l AQ 0.9088159 sec
Y— RG 2050
N~ DW 27.733 usec
— DE 10.00 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
dz2 0.00344828 sec
aiz 0.00002000 sec
DELTA 0.00001401 sec
TDO 1
menmmmme CHANNEL f1 ========
NUC1 13¢
Bl 11.00 usec
p2 22.00 usec
PL1 0.00 4B
SFO1 75.4174560 MHz
======== CHANNEL f2 ========
CPDPRGZ waltzl6é
NUC2 1H
P3 9.50 usec
p4 19.00 usec
PCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
SI 32768
SF 75.4099150 MHz
WDW EM
S5B o
LB 2.00 Hz
- B o
T T T T T T T T T T T e 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm
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31P-NMR {*H}

S94

Fleckenstein CFP-2-3/31P-CPD

RUKER
(<O

Current Data Parameters

MNAME augllac
EXPNO 275
PROCNO 1
F2 Acquisition Parameters
Date_ 20050822
Time 23.16
INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG zgpg30
' TD 65536
E% SOLVENT cpels3
m NS a0
Ds 4
SWH 48076.922 Hz
/\ FIDRES 0.733596 Hz
T = AQ 0.6816244 sec
N RG 2050
n DW 10.400 usec
:—“ DE 10.00 usec
— TE 300.0 K
o1 2,00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
B1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
======== CHANNEL f2 ==s=s=====
CPDPRG2 waltzlé
NUC2 1H
PCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
FZ - Processing parameters
SI 32768
SF 121.4017450 MHz
WDW EM
S5B 0
LB 1.00 Hz
e — _ T T 1 T T T mw _.am
100 50 0 -50 -100 -150 -200 ppm




31p_.NMR

BF,

- -
Fleckenstein CFP-2-3/31P-no dec.
Current Data Parameters
NAME augilac
EXPNO 276
PROCNO 1
FZ2 - Acquisition Parameters
Date_ 20050822
Time 23.24
INSTRUM spect
FROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCLl3
NS 160
Ds 4
/\ SWH 48076.922 Hz
FIDRES 0.733596 Hz
T s AD 0.6816244 sec
/+,, RG 2050
o “— DW 10.400 usec
. N~ DE 10.00 usec
— TE 300.0 K
D1 2.00000000 sec
TDO 1
- mwmn CHANNEL £f1 mmmme =
NUC1 3p
P1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
sSI 32768
SF 121.4017450 MH=z
WDW EM
58B ]
LB 1.00 Hz
GB 0
BC 1.40

T T
-100 -150
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IH-NMR

S 96

wn

-
Fleckenstel FP-2-156
Current Data Parameters
O 7= 01 F w2 @O W T e D 0001 s g 0T T e D W0 @ 0P ) e T T M WD o M O W D e e DN OO . .
e S8R BEnRRRRLAEREGEcHE88RYTVCEBEENSRRERARTTCEEINTINTE T e
g ??.?f.?.?.?.lr.;.wx.?.r??.f @ 53.3...33.211.1. ,._,;....,.....1.1.1.1.1.n.nanwmw,,mo ,_w
L. J L .
F2 - Acouisition Parameters
Date_ 20060117
Time 11.00
INSTRUM spect
— PREBHD 5 mm BBO BB-1H
| PULPROG 7030
L/ 10 65536
SOLVENT €ocia
NS 24
\\L 08 2
/ SH 10330.578 Hz
FIORES 0.157632 Hz
__ Al 31720407 sec
| AG 90.5
| [ 48.400 usec
/ oe 6.00 usec
___ 13 300.0 K
01 0.50000000 sec
cnszs== CHANNEL f] ========
NUCH 1H
21 11.10 usec
PLI 0.00 o8
SFO1 800 1330885 MHz
F2 - Processing parameters
ST 327668
SF 5001300065 MHz
) \ WOH M
i A 558 0
{ _ __ LB 0.10 Hz
Gg Q
- i _ PC 1.00
_ 7 * ! 10 NMA plot parameters
| | ,“&\ _r_ Cx 22.00 cn
IR | oy 12.00 cm
J _,.>.__¢ v -\ EiP 10.000 ppm
F1 5001.30 Hz
F2r -0.500 oom
\/ F2 -250.06 Hz
|m PEMCM 0. 47727 ppm/icm
- HZCM 238. 69839 Hz/cm




13C-NMR

ppm

BF,

H
)

/

P

179

w

N _ L
¢~ 1300

en L T B B A A VI A VI s O

= e B B i

Ol e o= oo O

A e T A

A

1705

n Farameters

20060117
11.06
spect

5 ma 880 BB-1H

29pg30

3

0.03000000 sec
0.00002000 sec

B4 00
0.00
18.00

19.00

500, 1320005 Mz

Processing parareters

10 NMA plot parametsrs
22.00 cm
7.00 ca

220.000 per

E Hz/om
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17¢g

13C-NMR (DEPT)
1 /

T TaTe

cul

PULFROG

SOLVENT
NS

0s

S

00000000
00344828
00002000
0.00000042

oo

e
7.40
14 _BO
' 4.00
a1 125.7703143

- CHANNEL f
waltzib

lot parameters
22.00 cn

5.00 cn

0o

S98



31P-NMR {*H}

pom

BF,

—

F

+
P"///

lec

KEN

S

ein CFP-2-156/31P

179

34.8477
-34 _BGA3

347803

——20. 240

—>25.5318

Bom

40

30

29

Current Data Parameters

NAME janifav
EXPND 55
PROCND 1

F2 - koguisition Parameters

Date_ 20080117
Time 11.37
INSTRUM spect
PROBHD 5 mm 230 BE- 14
PULPAOG 290930

T 65536
SOLVENT cocla

NS 24

0s 2

SWH 30030.029 Hz
FIDRES 0. 4858222 Hz
AG 1.0912410 sec
AG 14596 .5

O 16.650 usec
0E E.00 usec
TE 300.0 K
M 1.00000000 sec
a1 0.03000000 sec
a1z 0.00002000 sec
wmssmmss CHANNEL ff ====== ==
KU1 3P

] 9. B0 usec
R ] 4,00 B
5501 202, AE2EQEE MHz
====z=2= CHANNEL f2 ===sss==
CPOPRG2 waltz 16
NUCE 1H
PCRD2 B4.00 usec
PLe 0.00 db
PLiz 19.00 ¢B
PL13 19.00 oB
SFD2 200, 1320005 MHz

F2 - Processing parameters
I

5 32768
SF 202, 4562125 Mz
Wiw EM
558 o
LB 2.00
GB o
ac 140

10 NMA plot parameters

cx 22.00 cm
cy 10.00 cm
FiP 50000 ppm
F1 10122 81 Hz
Fep 10000 pom
F2 2024 56 Hr
PRMIM 1.B16818 pom/fcs

HICM 36810217 Hadom

S99



Fleckenstein CFP-2-196/31P/no dec.

Current Data Parameters

31p_.NMR

NAME jani7av
ExENO 56
fa S I~ o PROCND 1
o w m ke i)
g S e & b _
) = o - - F2 - Acquisition Farameters
[ag] ™ oo ou Date 20060117
Time 11.35
INSTAUM spect
PROBHD 5 mm BB0 BA-1H
BULPROG
10
SOLVENT
NS
SHH 30030.029 Hz
FIDRES 0. 488222 Wz
AG 1.0912410 sec
, i) 145598 5
EM.. Ow 16.650 usec
i ) 0e i.00 usec
| TE 300.0 K
| 1 1.00000000 sec
H/ ,,u sesewess CHANNEL f1
s NUCH
o w P 9.80 usec
— PL1 4.00 ¢8
I SFO1 202 . 4628068 MHz
F2 Pracessing parameters
| | 51 32768
202 . 4562125 MHz
EM
2.00 Hz
| ¥
1.40

NMR plot parameters
22.00 cm
10.00 cm
50.000 ppm
10122 .81 1z
10.000 opm
2024 .98 Hz
1.81818 ppm/cm
36E. 10247 Hz/cm

S 100



IH-NMR

Fleckenstein CFP-1-44

17h

o<

NAME
EXPNO
PROCNO

Date_
Time
INSTRUM
PROBHD
PULPROG
™
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

bW

DE

SI
SF
WDW
55B
LB
— GB
EC

22.81
1.47

4.30

2 1 ppm

66.26
5.16

Current Data Parameters

augZac
250
1

FZ2 - Acquisition Parameters

20050822
19.03
spect

5 mm PABBEO BB-

zg30
32768
CD3CN
32
2
6188.119 Hz
0.188846 Hz
2.6477044 sec
228
80.800 usec
10.00 usec
300.0 K

1.00000000 sec
1

CHANNEL {1 ========

9.70 usec
3.00 4B

299.9018520 MH=z

FZ - Processing parameters

32768

299.9000036 MHz

EM

o
0.10 Hz

0
1.00

S101



13C-NMR

Fleckenstein CFP-1-44

(<O

Current Data Parameters

NAME augllac
EXPNO 251
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050822
Time 19.38
INSTRUM spect
"ot PROBHD 5 mm PABBO BB-
i PULPROG zgpg30
m TD 32768
SOLVENT CD3CN
NS 1000
Ds 4
SWH 18028.846 Hz
- FIDRES 0.550197 Hz
A = AQ 0.9088159 sec
T o — RG 2050
DwW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
dn1 0.03000000 sec
DELTA 0.89999998 sec
DO 1
exrssws CHANNEL {1 sssssess
NUC1 13C
Bl 11.00 usec
PL1 0.00 dB
SFO1 75.4174560 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlb
NuC2 TH
PCFPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
SI 32768
ﬁ _ SF 75.4099381 MHz
- ety ;hth A WDW EM
SS5B 4]
LE 2.00 Hz
"’ T " T ’ T | I 1 I T T T WM A.AM
200 180 160 140 120 100 80 60 40

S 102



13C-NMR (DEPT)

Fleckenstein CFP-1-44

BF,

i+‘\\\<

17h

Current
NAME
EXPNO
PROCNO

F2 - Acqg
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Dns

SWH
FIDRES
AQ

RG

DW

DE

TE
CNSTZ
D1

dz

dia
DELTA
TDO

Pro

T T
200 180 160

Data Parameters
augiac

252

i

ulsition Parameters
20050822
19.52
spect
5 mm PABBO BB-
dept135
32768
CD3CN
256
4
18028.846 Hz
0.550197 Hz
0.9088159 sec
2050
27.733 usec
10.00 usec
300.0 ¥
145.0000000
2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00001401 sec
1

CHANNEL f1 ===saa==
13cC
11.00 usec
22.00 usec
0.00 dB
75.4174560 MHz

CHANNEL {2 sesse===
waltz16
1H
59.50 usec
19.00 use
95.00 usec
-3.00 dB
17.00 4B
299.9011996 MHz

cessing parameters
32768
75.409%9502 MHz
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Fleckenstein CFP-1-44/31P-CPD

BF,

i+.\\\<

31P-NMR {*H}
F+
17h

_ _
100 50 0 -50 -100 -150

_
-200

(<O

Current Data Parameters

NAME aug22ac
EXPNO 255
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050822

Time 20.23
INSTRUM spect
FROBHD 5 mm PABEOQ BE-
PULFROG zgpg30

TD 65536
SOLVENT CD3CH

NS 80

Ds 4

SWH 48076.922 Hz
FIDRES 0.733596 Hz
BD 0.6816244 sec
RG 2050

DwW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 ========
NUCT EXD

Pl T.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
======== CHANNEL f2 =s=======
CPDPRGZ waltz16

NUC2 1H
PCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
Fa Processing parameters
s1 32768

SF 121.4017450 MHz
WDW EM

SEB 0

Li 1.00 Hz
GB 0

BC 1.40
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- -
Fleckenstein CFP-1-44/31P-no dec.
Current Data Parameters
HNAME aug2iac
EXPNC 256
PROCNO 1
Fi Acguisition Parameters
Date_ 20050822
Time 20.26
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG 2g30
TD 65536
SOLVENT CD3CN
NS 32
. 4
EM_. 48076.922 Hz
FIDRES 0.733596 Hz
m A0
RG
DW
V\ DE
@ ~ TE 300.0 XK
> \“T _m D1 2.00000000 sec
TDO 1
N_ I—n0n —
hr CHANNEL f1 ========
- NUCT e
B1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MH=z
F2 Processing parameters
SI 32768
SF 121.4017450 MH=z
WDW EM
S5B 0
LB 1.00 Hz
GB 0
PC 1.40

I T T
100 50 0 -50 -100 -150 200  ppm

AN
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Fleckenstein CFP-1-151

17i

L

Co<)

(O

Current Data Parameters

NAME aug2lac
EXPNO 240
PROCNO 1

FZ - Acguisition Parameters
Date_ 20050823

Time 19.37 .
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 32

DS 2

SWH 6188.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 181

DW 80.800 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 === =
nNuci TH

Bl 9,70 usec
PL1 -3.00 dB
5FO1 299.5%018520 MHz
F2 - Processing parameters
SI 32768

SF 299,9000001 MHz
WDW EM

55B 0

LB 0.10 Hz
GB 0

PC 1.00

12.82

86.21

MM B B R L S B R B

S 106



-
Fleckenstein CFP-1-151
Current Data Parameters
NAME augllac
EXPNO 241
PROCNO 1
N~ F2 - Acquisition Parameters
— Date_ 20050823
Time 20,11
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG zgpg30
D 32768
SOLVENT CDC13
NS 1000
Ds 4
SWH 18028.846 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 2050
DW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
dit 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
s=s==s=== CHANNEL f1 ==s===
NucCt 13C
Pl 11.00 usec
PL1 0.00 dB
SFO1 75.4174560 MH=z
======== CHANNEL f2 seEEs
CPDPRG2 waltz16
Nuc2 1H
PCPD2 95.00 usec
-3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.901199%96 MHz
- Processing parameters
32768
75.4099150 MHz
EM
4]
2.00 Hz
. . 0
f 1.40

T T T T T _
200 180 160 140 120 100 80 60 40 20 0 ppm
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Fleckenstein CFP-1-151

13C-NMR (DEPT)

17i

Current Data Parameters

NAME
EXFNO
PROCNO

Date_
Time
INSTRUM
FROBHD
FULFPROG
™D
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DW

NucCi
Pl

T T _
200 180 160

T
100

60 40 20 0 ppm

aug2lac
242
1

F2Z - Acquisition Parameters

20050823
20.24
spect

5 mm PABEO BB-
dept135
32768
CDCL3
256
4
18028.846 Hz
0.550197 Hz
0.9088159 sec
2050
27.733 usec
10.00 usee
300.0 K
145.0000000
2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00001401 sec
1

CHANNEL £ scccssa=
13C
11.00 usec
22.00 usec
0.00 dB
75.4174560 MHz

CHANNEL f2 ========
waltzlé
1H
9.50 usec
19.00 usec
95.00 usec
-3.00 dB
17.00 dB
299.9011996 MHz

Processing parameters

32768
75.4099150 MHz
EM
0
2.00 Hz
0
1.40
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- -
Fleckenstein CFP-1-151/31P-CPD
Current Data Parameters
NAME augiiac
EXPNO 245
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050823
—_ Time 20.56
T INSTRUM spect
- PROBHD 5 mm PABBO BB-
-~ PULPROG zgpg30
0 D 65536
= .I SOLVENT cpCl3
= < NS 80
i — DS 4
o SWH 48076.922 Hz
- FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050
DW 10.400 usec
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
a1l 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======= CHANNEL f1 ===s==s==
NuC1 3P
F1 7.50 usec
PL1 0.00 dB
5F01 121.3956752 MHz
======== CHANNEL f2 ===- -
CFDPRGZ2 waltz16
NUC2 1H
PCPD2 95.00 usec
PL2 -3.00 dB
PL12 17.00 4B
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
5I 32768
SF 121.4017450 MHz
o T EM
55B 0
LB 1.00 Hz
. GB 0
T T PC 1.40

T
100 50

@

A

-50

S 109



Fleckenstein CFP-1-151/31P-undec.

17i

RUKER
(<O

Current Data Parameters

HAME aug2iac
EXFNO 246
PROCNO 1

F2 - Acquisition Parameters
bate_ 20050823

Time 21.04
INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG zg30

TD 65536
SOLVENT cpCl3

NS 160

Ds 4

SWH 48076.922 Hz
FIDRES 0.7335%6 Hz
AQ 0.6816244 sec
RG 2050

oW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCi e

P 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 - Processing parameters
SI 32768

SF 121.4017450 MH=z
WDW EM

SS8B 0

LB 1.00 Hz
GB 0

PC 1.40

_ T
100 5

A

S110



Steiger CFP-1-124

17j

LN B e e I

9 8

19.83

6

5

B B o

4 3

8.84

S111



Steiger CFP-1-124

T T T ! T T
200 180 160 140 120 100 80 60 40 20 ppm

S112



Steiger CF

]

S1-124

NMR (DEPT)

13C

B —

1
200

T
180

T
160

140

T
120

T
100

80

60

40

20

ppm
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Steiger CFP-1-124 31P dec

31P-NMR {tH}

17j

Data Parameters
sepllac

185
PROCNO 1
F2 - Acquisition Parameters
20050813
17.44
spect
5 mm PABBC BB-
zgpg30
D 65536
SOLVENT CDCl3
NS 160
DS 4
SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050
DW 0.400 usec
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELT. 1.89999998 sec
TDO 1
sssm=s=s CHANNEL f1
NUCT
P1
PLi
SFO1 121.395
======== CHANNEL f2
CPDPRG waltzl6
NUC2 i
PCED2 95.
PL2 :
L12 0
PL13 23.00

FO2 299.5%011996 MHz
F2 - Processing parameters
SI 32768
SF 121.4017450 MHz
WDW EM
55B ]

LB 2.00 Hz
GB g
PC 1.40

S114



Steiger CFP-1-124 31P no dec

17j

-200

Current
NAME
EXFNO
PROCNO

F2 - Acquisit
Date_

Time

INSTRUM

PROBHD 5 mm

LPROG

D
SOLVENT
NS

Parameters
sepl3ac
186

ion Parameters
20050913
TE.14
spect
FABEC EB-
zg3
65536

el
ChCl

640
amoqm.wmm
0.73359%6 Hz
0.6816244 sec
2050
10.400 usec
10.00 usec
300.0 K
2.00000000 sec
i

£f1 ===

ip
7.50 usec
0.00 d8

21.3956752 MH=z

R maa e

ppm

S115



IH-NMR

Fleckenstein CFP-4-100
Current Data Parameters
[ S e 0 B T s B T w I = o N I+ o o I e T e T U ¥ o B .‘1.04U.,hun:ﬁ.a—C:_?ﬁﬁaaﬂf_rﬂ-ﬁd—hﬂ—aga‘qugaﬁqqn. mars
c mrSeEEEEERE NN EE N o ENYT8 308888338858 CRARR88R808 Mo el
R I T T S e e T Bt T BT T B R R T T T T T T T B e e T e T = Rt .
1 1 | ] | | L ] 1 _
LAl rﬁhﬁ ﬂxmwwmme FﬁﬂmwferﬁmM%K%KL/¥ 0 et sy
Date 20060328
Time 3.05
TNSTRUM spect
B PROBHD 5 mm BBO BB-1H
. PULPROG 2030
/ 0] 65936
\__ SOLVENT Aceton
% o
_ 2
| 10330 .578 Hz
_ 9.157832 Hz
_ 31720407 sec
| 9.5
! 48,400 usec
: E.00 usec
- T 300.0 K
~ f 01 0.50000000 sec
\ ==mss CHANNEL 1 ========
| NUCt H
\_5 Py 11.10 usec
PLY 0.00 aB
% SFO1 5001330885 Mz
“ F2 - Brocessing parameters
| 51 32768
5F 5001300083 Mz
I~ WOW EM
L 558 0
| ﬁ\._ L8 0.10 Kz
{ | GB 0
. [ - | t_ pC 1.00
] _ | — ] j ! __ I 10 NMA plot parameters
N | _ _ cx 22.00 cn
i | _ 7 _ cy 12 00 cn
Lias ,l.r‘_-[ . | F||.|I_r_.r\ [\ Fip 10.000 ppr
F1 5001.30 Hz
1 1 Fep -0.500 ppm
\ K \ \ Fe -250.06 Hz
- o = o @ @ { = 1 = FEMCM 0.47727 ppm/fcm
g | |= = a b} | = t:t 3l HZCM 238.68839 Hz/cn
m =~ - w ..n/]..__ 4|“ d. .ﬂl.m “—M el
LI B B B L L L B L L L L L L L L LA B L L B B B DL

L S o | LI A A L L L L B

npm 9 ] 7 6 o] 4 3 g 1 0
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Kenstein

-~
L=

FP-4-100

Ty o~ P M N~ =y ©Wwod o oW Y Mo T oY MMmOoOWw s v OO o0
™M - o W W e 90w oy~ Wty o OM~NOMM-—" O OC QWO OO MmNN—~OWo
a w w o WO DM e OO My T MO OCcCCoCcOoOOMMOOhOo@oMc~M~M~MS~IN o
f=1 o o o g MMM v vty gy (TR o I e B A I A B A A I A VI A T I o VA o VIR o VI o VIR o VAN A TR A VN o T RN o V)
LoV o Vi o ¥] W W wd v we W W W wet wt wd we e
= X
1 N~
(@] —
& .
—
1
1
1
_
11
| i
R
1
] 1
" o | _ |
) , J , L. |
-.ll-‘.l—|q|_l||.1 T ™ ™ f.l_ T _ T T T T — T 4|—|— L T T T _ T T T T T T T —
pom 200 175 150 125 100 Fis) 50 25 0

Current Data Parameters

NAME mar2lav
EXPNO 10
FROCND 1

F2 - Acqui o Farameters
Date_ 20060328

Time 327
INSTAUM speCt
FROEHD

FULPROG

T0

SOLVENT

NS 1000

0s 4

S 37593 984 Hz
FIORES 0.573639 Hz
A T BT1E921 sec
AG 72Ea 2

il 13300 usec
OE E.00 usec
TE 300.0 ¥

o 0 20000001 sec
ail © 03000000 sec
a1z 0.00002000 sec
camamwen CHANNEL f1 m=smsss
NuCt 13C

51 T.40 usec
aLy 4.00 o8
SFO1 1257703143 Moz

zazmmznz [HANNEL f2 ressssss

CPOPRG2 walizig
K2 1H
FCRD2 B4.00 usec
FL2 0.00 o8
PLIZ 19.00 o8
FL13 19.00 @8
SFO2 500. 1320005 MHZ
F2 - Processing parareters
Si 32768

5 1257576761 MHz
WO EN
558 0

1] 2 00 Hz
GB o

PC 1.00

1D KMA plot parameters

Cx 22.00 cm

cy 700 cm

FiP 220.000 ppm

3] 27666 69 Hz

Fap -B.000 ppa
Fe -4006_CE H2
FPRCH 1036364 ppm/cm

HICM 1303 30688 Fz/cm
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13C-NMR (DEPT)

Fleckenstein CFP-4-100

. ELSBRAS BERSS&ERRRTER
g mmmﬁﬂmﬁ s RRTRBRANNAL
! 1
i
1
i
| .
"<
F ‘
m
I =
il
4
~
—
T T _I.._ T _ T T T T T 7T _J.l_ T T _4|_ T T T
ppm 200 175 150 128 100 75 50 25

Currant Data Paraveters

NAME mar2iay
EXPND fo2
PROCND i

F2 - Acguisition Parareters

Cate_ 20060328

Time 4,08
INSTRUM spect
PROBHD 5 mn BH0 BE-1H
PuLPAROG gept13s

2] B5538
SOLVENT Aceton

NS 10

ns 2

S 37593984 Hz
FIORES 0.573639 Hz
AG 0.8716021 sec
A6 13004

o 13,300 usec
0E 6.00 usec
TE 300.0 ¥
ChsT2 145 0000000

D1 200000000 sec
ag 000324828 sec
ai2 000002000 sec
DELTA 0.00000942 sec
...... £= CHANNEL {1 ==mmass
NUCY 13C

Py 7.40 usec
p2 14,80 usec
PLY 4.00 a8
SFO1 125.7703143 MHz

sssm=zzz CHANNEL f2

croPAG2 waltz

NuC2 1H

P3 11.00 usec

[ 22.00 usec

FCPO2 B4.00 usec

L2 0.00 aB

PLIE 15.00 0B

S0z 001320005 Mz
- Frocessang parameters

51 32768

SF 125. 7576763 MMz

L) EM

558 0

LB 2.00 Hz

GB ]

BC i.co

10 NMRA plot parameters

cx 22.00 cm

cy 5.00 cm

Fip 220.000 pom

Fi 2766669 Hz

Fap -B8.000 ppm

F2 =1006 .08 Hz

FFMCH 10, 36364 pom/cm

HICM 1303. 30688 Hz/fcm
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31P-NMR {*H}

Fleckenstein CFP-4-100/31F

Current Data Para=eters

NAME
EXPND
© w o ow o o PROCND 1
R 2
W M~ = O o~ Fe - Acguisation un_..mam...w 5
= R ] Date_ 20060328
mmmmmm Timg B.50
| INSTAUM spect
\ FRORHD 5 mm BA0 BE-1H
[ FULPROG 2qpg30
0 B55936
OLVENT hceton
NS 24
05 2
SHH 30030029 Hz
FIDRES 0. 458222 Hr
A0 1.0912410 sec
RG i58s.2
oW 16,650 usec
113 65.00 usec
TE 300.0 K
o1 1.00000000 sec
ai! G.03000000 sec
' WP 0.00002000 sec
LL
B sxmxw CHANNEL ] =erascus
NUCt 3P
] 9. 80 usec
PLY 4.00 oB
T = sF01 2024628153 MMz
o meszszzz CHANNEL (2 =ss=s===
—m CPOPAG2 waliz1b
— Nucz iH
PCPDZ §4.00 usec
PL2 0.00 g2
BL1Z 19.00 o8
PL13 19.00 d8
SFog 500 1320009 MHZ
F2 - Processing parameiers
I EE )
F 202 A5BE4BS MHz
W M
558 [
LB 2.00 Hz
68 [
AC 1.40
10 NMA plot parameters
.FE Cx 22.00 cm
CY 10.00 cm
FiP S0.000 pom
10122 B3 Hz
20.000 cpm
f— — _ - I : T 404813 Hz
ppm 45 40 35 30 25 1.36364 ppm/cm

26 07724 Hzfem
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31P-NMR

Hz

Fleckenstein

BF,

ppm

4
P,

I
L

FP-4-1

17k

0

0/31P no

ol
u

EC.

74B4 .63

~7118.92

6992 .27

rfzz3if;;i:xzs;;s:z:;&;;;;a;s&z;&afr

40

24

Current Oata Parameters

NAME mar27av

EXPRO 108

PROCNO i

F2 - Acquisition Parameters

Date_ 20060328

Time a.51

INSTAUM spect

PROBHD 5 mm BBC BB-!H

FULPROG 2930

10 65236

SOLVENT Aceton

NS B4

035 2

ShiH 30030.029 Hz

FIDRES 0.458222 Hz

AQ 1.0812410 sec

RE 11585.2

0w 16,630 usec

13 6.00 usec

TE 300.0 K

01 1.00000000 sec
CHANI f] ========

NUC! 31P

Py 9.80 usec

PL1 4.00 aB

SFO1 202.4629153 MHz

F2 = Processing parameters

SI 32788
SF 202 . 4566489
WO EM
558 0
LB 2.00
GB 0
pC 1.40

10 NMR plot parameters

X 22.00
cY B.00
FipP 50.000
Fi 10122.83
Fae 20.000
F2 4049 .13
PPMCM 136364
HICM 276.07724

MHz

cm

cm

aom

Hz

opm

Hz
ppm/cm
Hz/ce
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IH-NMR

Fleckenstein CFP-4-116

Current Data Parameters

© o m o M~ = m o @ [= e e e B = I o B [T= s RTo IS (=] ME ar04

<O @ @ OO T OO T MO e O DY D Mmoo NA apridav

LW m T [STE= I S SR s VI L s TR T S eSO 0D DS g ap

[T QT To W To ITs] B I T ouo— - e e e o0 o e ey 1
i

F2 - Acguisition Parameters

Date_ 20060404
Time 1424
INSTRUM Spect
. PHOBHD 5 mm BED BE-1H
s PULPAOG 2430
0 5536
SOLVENT COZCN
NS 16
05 2
. SHH 10330.578 Hz
FIORES 0.157632 Hz
AG 31720407 sec
ARG 114
oW 48 400 usec
0t 6.00 usec
TE 300.0 K
01 $¢.50000000 sec
==an CHANNEL f1 ========
NUCE 1H
A1 11.10 usec
AL 0.00 0B
SFO1 500 1330885 MHz
-
. F2 - Processing parameters
R SO sI 32768
N ! SF 500. 1300162 MHz
s . Wiw EM
~ x\l 558 0
— R - . L& 0.10 Hz
- | _ ~ efz} 0
} = { | - PC 1.00
B . _ — | - . 10 NMA plot parameters
[ 4 | o 22.00 ¢m
| | | H ¥ _ cY 12.00 cm
o St LL k I8 \ (OO G L /1 VO W 10.000 pon
Fi 5001.30 Hz
_ f ; Lo ' | | FeP -0.500 ppm
/ \ / \ / \ | \ / \ / / F2 250 06 hz
- 5| @ gm o S © ~ 1o o REMCH _0.47727 pom/cn
w., =1 ‘J. ] @ o |© -l 3 - HZICM 238.89839 Hz/cm
2 IS o [~ i = juy P_ @i Y
£ in I~ I 1 - bl _

37
5
(fa}
o
o
o]
o
n
w ]
na
[=}
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m

BF,
Y 4

N/

13C-NMR

Fleckenstein

P,
171

72
.84
.07

3

12

2

5. 81
17.01

27.08

130.03
129.84
128.17
126.
12

N\

th

0

Current Data Parameters

NAME apridav
EXPNO ]
FROCKD 1

F2 - Acquisition Paraneters

Date_ 20060404
Time 14.35
INSTRUN spect
PAOSHD 5 nm BEO BE-1H
PULPAROG 790930
mw BB53E
SOLVENT CO3cK
NS 5i2
os 4
L 37593 984 Mz
FIORES 0.5973639 Hz
AR 0 8716521 sec
RG 72882
D& 13,300 usec
DE §.00 usec
E 300.0 K
i} ] 0.40000001 sec
af1 0.03000000 sec
aiz 0.00002000 sec
= CHANKEL f1 w=w
13C
7.40 user
4.00 a8

1257703143 MHZ

CHANNEL P memsssses

CPOPRGZ waltz1b
NUC2 1H
PCPOZ 84.00 usec
P2 0.00 cB
PL12 19.00 od
FL13 12.00 a3
SFO2 500. 1320005 MH:z

F2 - Processing parameters

51 32TEH

SF 125 _Th7H292 MHZ
L] EM

556 L]

LB 2.00 Hz
68 ]

PC 1.00

10 WA plot parameters

Cx 22.00 c=

cy 7.00 cn
FiF 220.000 ppm
F1 2766578 Hz
Fan -B.000 ppn
F2 -1006.06 Hz
FPMCN 1036364 ppe/fca

HICH 1303, 30847 Hz/ca
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Ll
U

I

Fleckenstein CFF

Curren L@ Parameters
NAME aprddav
EXOND g2
PROCKG 1

aramgters
20060404

S123

13C-NMR (DEPT)

. @& sl % @fizg2zgn 1444
e 1 L i1l ] < m [is] L
: TRELLLLS BORREVLECOT
‘_ 1 | FULPROG deptids
\ \ 0 B5538
//\\ /\ < SOLVENT CO3CN
! NS 160
s E
S 37583.984 Hr
FIDRES 0.573639 Hz
[T
A6
0w
! 1450000000
1 ! 2.00000000 sec
; 0.00344828 sec
0.00002000 se
0.00000942 sec
====s=== CHANNEL f1 =e=wsess
NUC 1 13C
"M 7.40 usec
02 B0 usec
FLt 4.00 98
SFO1 1257703143 M4z
CHANNEL F2 ssssanms
waltzif
11.00 usec
_4 n4 22.00 usec
w pLapz 84.00 usec
m pL2 0.00 B
T /\
/+D| TETRASD Wz
—_— Wik EM
% N~ 558 0
— LA 2.00 Hz
2] [+
e 1.00
2.00 cm
5.00 cm
FiP 220.000 pom
3] 27EEE 73 bz
— Fap £.000 ppr
i F2 100605 1z
pom 200 PANCH 3035364 ppmsem
HEM 1303 30872 Hz/fem




$IP-NMR {*H}

S124



=] =
o w

U -

b+ :
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=1 ! i

=1 s

w3 /wod

S1p-.NMR

N/

R

BF,

171

——=m=arme
T T e

3130

=

;eg

e
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IH-NMR

Fleckenszein CFP-4-110-c

Current Data Parameters

Moo @M ~S~MMg~Y Wt Mmoo g oUW m oy D mMmoOMm@Mmo - el it B B i A= BN .
O @ W W~ 10 W T 0 00 s o O vt 00 0 v 0 0 W U U v Mmowm 01 T )7 C4 M O o— £3 07 (U & U ey O U e o s o NAME mar3lav
_”mu Wﬂ!..f?}ﬁﬁrqbﬁ_bbﬁﬁ.do..nn_nu.?.ﬁﬁ.._ CGGG44_.:.4393990_6565111000._?.JOOD. EXEND B0
e O @ f = P o P P e P P P P P 00 WD WD W WD M0 W W T W 0 MU o - bl el '10000n_un_u FROCND i
1 | _
\ F2 - Acguisition Parameters
Date 20080331
Time 14 .43
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2630
D 65235
SOLVENT CO3CN
NE 24
(1] 2
SHH 10330.578 Hz
F IDRES 0.157632 Kz
hQ 3.1720407 sec
A 128
— Ow 48.400 usec
\ OE 6.00 usec
TE 300.0 K
0 0.50000000 sec
====zz== CHANNEL f1 ========
NuC1 iH
F1 1110 vsec
- PLY 0.00 cB
5F01 900. 133085 MHz
F2 Frocessing garameters
/ ST 32768
SF 500, 1300163 MHz
- WOW EM
ﬁ\ 856 Q
- LB .10 Hz
GB 0
__~| PC 1.00
L L__ _ y . 10 NMA plot parameters
Cx 22.00 cm
h cy 12.00 cm
BLN I \ Fip 10.600 ppm
F1 5001.30 Hz
" Fer -0.200 gpm
/ / \ 7 Fe P50.06 Hz
- “m & m _M__u_ ﬂd.___ _M__u. m PEMCM Q.47727 ppm/em
w_ s o < alle [~ bS] HICM 238 69835 Hz/cm
Z o S el el fEl e
T T T T L L e e o T T T LB e e
ppm 9 8 7 B 5 2 1 0
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13C-NMR

Fleckenstein CFP-4-110-c

Current Data Parameters

NAME mar3iav
WAUN NI IO USODDNS Y OMNIDS M @O~ e MM TAOdMEO O M~ M SN EXPND 61
- o MmMMoO OO oo OEmMmM~OoS o U E Mo oMM SO mE S ma 8 e Mo m PROCND 1
a Mﬂmmmﬂmmmﬂmﬁﬁ%ﬁm%mm% ﬁﬂ%«ﬁﬁ@%%ﬂﬁMﬁﬂOU.ﬂﬂﬂﬂﬂ F2 - Acquisition Parameters
1 1 1 ! 1 1 [ i 1 Date _ 20080331
/ - Time 15.02
//] INSTRUM spect
PROBHD &% ms BB0 BB-iH
FULPAOG 250530
10 BS536
SOLYENT CO3CN
S B56
0s 4
L 37593984 Hz
FIOAES 0.57363% Hz
L) 0.8716921 sec
AG 36491
0w 13.300 usec
i3 E.00 usec
TE 300.0 K
3] 0.40000001 sec
i1 003000000 sec
oi2 0.00002000 sec
m sanmnzns CHANNEL f{ msssssas
_ NUCt 130
H Pt 7.40 usac
PL1 4,00 of
SFo 125.7703143 M1z
sarzsszs CHANNEL 2 s===ss==
CPOPRGZ waltz!ig
N2 iH
FCROZ 84.00 usec
P2 C.00 o8
PL12 19.00 OB
PLi3 19.00 dn
SFO2 300, 1320005 MHz
! F2 - Processing parameters
! , 51 32758
SF 125, 7576288 MHz
I WIn v
) ! _ , sse 0
L8 2.00 Mz
G5 o
! PC 1.00
1l 1
+ N 10 NMR plot parameters
:._ ‘ Cx 22.00 cm
” o H rreeemanien I oy 30,00 cn
o b e B i T - ! T F1p 220.000 ppn
B 2TEGE . T2 Mz
Fan -B.000 ppa
=T T T T T T T L T T T T T T T 7 — T T T T T T T I T T T — M_wxn .H—vowamm Hz ,
- N  F 13 f 5 e M ic. 4 ppmfcm
pem 200 175 50 e 100 el 50 = 0 HZCH 1303 30847 Hz/cm
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13C-NMR (DEPT)

Fleckenstein CFP-4-110-c

Cuarrent Oata Parameters

aNE nar3tay
EXPNO 62
PROCNG 1
Fg - Acguisition Parameters
R e T T i« R [ o TR~ T | [ e BTN ATIE - o - R e Date 20060331
C OO @OoEOm=<ou-— 00 oo M~ @M O 2T D Time 15.15
= == L T ST A ST T BT R DO @M T T A D INSTRUM spect
(=3 I o N I A T VA T T I ) I BV AU L R el 1 PROBHD 5 mm BRO BR-1H
B I T = B R R
. ! _ ' PLLOROG wept 135
\ \ T E5536
\/ SCLVENT £o3cN
il e 256
1] 2
SaH 37593 .984 Hr
! FIDAZS 0.573639 Hz
AT 0.8716921 sec
RE 5792 .6
ow 13.300 usec
' DE 6.00 usec
! 1= 300.0 K
] CNGT2 1450000000
w o1 2.00000000 sec
] d2 0. (0344828 sec
i a2 0.00002000 sec
| DELTA (.00000%42 sec
CHANNEL f1!
130
7.40 usec
L4 BD usec
_ 4.00 oB
:. 125, 7703143 MMz
' =z=z== [HANMEL {2 ========
CPLPAG? walt?16
NuCz 1H
3 11.00 wsec
' o4 22.00 usec
~ pCRC? §4.00 wsec
LL Pz 0.00 aB
an} PLIZ 19.00 aB
/_\ SFOz 500.1320005 Mkz
T < F2 - Processing parameters
/+:I/ 11 32768
S SF 125_T57B4B1 MHz
o m Win 1]
SS5B [
N LG 2.00 Hr
3 [}
PC L.oo
10 KMA plot parareters
cx 22.00 cn
cy 5.00 cm
FIP 220.000 ppr
Fi 27666.73 H2
- -6.000 ppm
e e L e L LN B S RN B T T T 7T £a ~1006.06 Hz
ppm 200 175 150 125 100 75 50 28 J PPHCH 10.3636¢ ppa/cm

HICM 130330872 He/em
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$1P-NMR {*H}
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IH-NMR

Fleckenstein Cr2-3-106 e

VI b v a e o I VI VI e o o s w I B o T I S A T T o 1]

e e I Ty B B w8 BT B e S I S o = I - R Mot T« &
E 988888?55555EJ5555EQL22
=3 B
[=1 R T T A N e e e ~ o~~~ o~

|

%f%ﬁ%\x

>
o
-

T ——

2.782
9 770

['y)
Ts]
.-.I

2 656

2.653
7.h39

1 845
3

.8
!.819
.5

<l
1 552
1.54
1.531
1 5EG

nn‘
s

o
m
oo
o

oy
(e}
o

.A—AU
38}

..b_uo
(=]

0.337

0.322
0.308
0.000

LY V- P

ﬁl

Integral

/
“
J

i

573
=) @
~ m
n.. 9‘

;Er;[

\\

5079

| L A e L L I L L L B L I e

ppm 9 3} 7 6

5

L

4

3

Current Data Parameters

NAME jan0day
EXPNO 120
PROCND 1

F2 - Acguisition Parameters

Date_ 20080108

Time 20.58
INSTRUM spect
PROBHD 5 mm BBO BB-1H
BULPROG 7930

™ 65536
SOLVENT cocla

NS 24

DS H

SHH 10330 .578 Hz
FIDRES 0.197632 Mz
A 3.1720407 sec
Bl 161.3

on 48,400 usec
OE .00 usec
TE 300.0 K

01 0.20000000 sec

wammez== CHANNEL f1 ========

NUCH 1H

Pi 1110 usec
PL1 0.00 dB
SFO1 500 . 1330885 Mz

F2 - PFracessing parameters

S1 32768
SF 5001300065 MHz
WOk EM
558 0
] 0.10 Hz
GB a
PC 1.00

40 NMR plot parameters

X 22.60 ¢m

Cy 12.00 ¢m

F1p 10.000 ppm

Fi 5001.30 Hz

Far -0.500 ppm

F2 -290_086 Hz
BREMCM 0.47727 pom/cm
HICM 238 689833 Hz/cm
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13C-NMR

Fleckenstein CFP-3-106 e

dr = O M~ W0y

- M r~monoo
a e w0
o A A s |
L |

1

BF,

al

F{
/

17n

N I

Wty M Wo M on @
Moo mwwm e
e i S T T S I
(A A VI A VIR S Ul o VI o VI o VIRE 2 T o V)

V="

77.30
77.05
75.79

4

e it = 1 i =-s B Ty
M = @O W oo o
[V VI s By o e o T« & T |
'y LAr B 40 B A VAR o LI o VI o ¥}

10

RN

24.19

24.08

Cerrent Data Pargaeters

NAME
EXPND
PROCND

F2 - hcguas
Cate_

Timg
INSTRUM

12nl9ayv
121

1

n Paramet

5 =m 880

2gng30
E5938
cocl3
1000

I

OE

TE

i 0.40000001 sec

ail 0.03000000 sec

a1z 0.00002000 sec

CHANNEL f1 svesses

i3c
7.40 usec
4.00 48

125.7703143 MHz

szszssas CHANNEL f2 =wesw

(=]

croeac2
Nuc?
PCPO2
PL2

F2 - m 5:nQ
51

SF 125
Wk

558

LB

GB

aC

10 NMA plot parameters

Cx 22.00
cY 7.00
Fip 220.9000
Fi 27666 .74
Fap -B.000
Fa -1006.06
PPMCM 1036354
HICM 130330798

waltzie
iH
84.00 usec
0.00 o8
15.00 o8
19.00 ag
5001320005 MHz
parameters
32788
(7877860 Mz
EM
0
2.00 Hz
[
1.00

(]

.
pom

H2

ppe
H2
paa/cm
Hz/cm

S131



3C-NMR (DEPT)

Fleckenstein

CFP-3-1

NE o
Uo g

W u tum o1 M~ o N o O
) BRERETBERS 2ILI2RSLER
(&1 [an BN B AT RN TN o VRN A VI o LN A VI o VN 4 V) [n VI A VN2 VAN A VINN & VAN A TENESS BT
R R R Y
_ | J _ _ j
rLMW%yf\\\\ /? ,W\mW\
_ ) /
1
i
; i
. J — o .
_
<
L
m
T +
—
c
~
—
— S B B e T B N S S e S —T T —T T T
oom 200 175 150 125 £00 0 25 0

Current Data Parameters

NAME jan0gav
EXPNO 122
PROCND 1

F2 - Aeguisition Parameters

Date_ 20060109
Time 20.31
TRETALM spect

PROBHD  § mm B30 BE-1H
PULPROG

T

SOLVENT Coc13

NS 256

08 2

SHH 37593984 He
FIORES 0.57383% Hz
AQ 0.8716921 sec
R& 16384

O 13.300 vsec
nE 6.00 vsec
TE 300.0 K
i 145.0000000

o1 2.00000000 sec
a2 0.00344B28 sec
412 0.00002000 sec
DELTA 0.00000842 sec

7.40 usec
14,80 usec
4.00 oB

SFO1 125, 7703143 MHz

nmans CHANNEL 2 ====sm=s
CPOPRG2 waltzif
nucz 1H
11.00 usec
22.00 usec
B4.00 usec
0.00 B
19.00 aB
500, 1320005 MMz

2 - Processing parameters

5 32788

SF 1257577662 MHz
Wk EM

558 [

La 2.00 Hz
GB 1]

B 1.00

10 WMR plot parameters

£x 22.00 ¢m
cy .00 e
Fip 220,000 ppm
F1 2TEEG. T Hr
Fep -B. 000

F2 - 1006 06

FiRMCy 1036364 ppmfom

HICM 1303 30798 Hz/cm
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31P-NMR {*H}

Flecken

pom

cto

b S

11

17n

CFP-3-106

-349.4238

— v
ppm

5

4G

30

20

Current Data Parameters

NAME yanlfay
EXPRD 125
PROCNG 1
F2 = Acquisition Paramet
Date_ 20060110
Time 12
INSTAUM spect
PACBHD 5 mm BA0 BHE-1H
FULPROG 2gog3l
A\[v] 63536
SOLVENT Cocla
NG 24
05 2
SHH 30030.029
FIDRES 0. 488222
Al 1 0912410
RG 9195.2
ow 16.650
0E &6.00
TE 300.0
[13] 1.00000000
11 0.03000000
aiz 0.00002000

ers

Hz
Hz
SEC

wSeC
usec
K
560
sec
SeC

=====z== CHANNEL fi =sssswsa

NUCY 3P
[} 9.60
(L8] 4.00
SFO1 202 4535440
sessssss CHANNEL 12 =2==
CROFRGE waltzib
MuCe 1H
BCRDE B4.00
AL o.c0
ALz 18.00
L1 19.00
sF02 500, 13200059

usec

FZ2 - Processing parameters

s 32768
SF 2024562125
st EM
558 o
[8:] 2.00
Ga o
BL 1.40

10 KMA piot parameters

[+ 22.00
cy 12.00
Fip 60000
Fi 12147 37
Fap 0.000
F2 0.00
PEMEM 272727

HICH 952 15326

MHz

Hz

cm

cm

pom

Hz

noa

Hz
ppm/cm
Hz/fcm
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3P-NMR

M_H.A,f..:m_.ﬂ.,_;Q_”mEmmmm.:u_aunmm
Data Parameters
janfdav

126

.54

aramelers
20060110

B2t
7

BF,

P{
L.

17n

MHZ

Fg - Processing parameters

51 32768
5F 202 4562125

_ WOW EM
558 o

| | LE 2.00 Kz
GR 0

_ pe 1.40

om

cm
pom

Hz

pem

Hz
pam/cm

Hz/em

i
[=]
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ppm

BF,

IH-NMR

“lezkenstein CFP-3-96

Current Data Parameters

7874

Lo s BT I VRS T A VI S T o e B e B g B T ST B [T T R A T = VR T S s Bt -+ B~ B T s Ty BT o O R T B S
[T B A = B v T < « N o B SV - T s T N A o Tl T By B V] O @ ) € U ot 0 D M= DY) P LD Fe (U v €2 P L~ 00 0 M 3 6 e NAME dez 16av
O~~~ ODOUOOOnWUIN T NUNDT oo NNOSHMSSDOoO0on sy NN Mmoo s oma gepen 50
L T S S e T S T BT BT - Y= MEMEMI A AN s e e e e e e e e e e e O 00 S S S pgarng .
i
Lt j ) ) LLLLL n _
/uuvuvlj / F2 - Acquisition Parameters
1 Date_ 20051216
Time 17.22
INSTAUM spect

PROBHD 5 mm B30 88-1H

__ PULPROG 7030
) §5536
| SOLVENT €oc13

ﬁ.\l NS 22
05 2

S 10330 .578 Hz

FIDAES 0137632 Hz

A 31720407 sec
ARG 71.8

= 0w 48,400 usec
H oE 6.00 usec
. o T 300.0 K
N~ 01 0.50000000 sec
—
\ ===s==== CHANMEL f1 s=======
NUCH 1H
F1 11.10 uvsec
PL1 0.00 oB
SFO1 5001330885 MHz

FZ - Processing parameters

SI 32768
S SF 500. 1300026 M4z
f Wi EM
558 0
LB 0.10 Hz
GH Q

i Ll\ _1___. : ”_M NMA plat umJamw“%M“ )
:| i_ ; __r , >|}rE> | [y 1y o
r;

Q 1 Y 12.00 ¢m

L F1p 10000 ppm

/ & Far -0.500 ppm
B ﬁ\\.\\\\\L iz -250.06 Hz

' BRMEM 0.47727 gpm/fem

F1 5001.30 Hz
HICM 238 BY9839 Hz/fem

19.73R

[+4]
[~

TTTTT N TTT T T

A L L L B L L L B L L B L L B B B B

1
B ] 4 3 2 1 0
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13C-NMR

S 136

Fleckenstein CFP-3-G¢
Current Data Parameters
dezigav
51
O s =M W0 T T ~ e R e A V= L L o B AP = L B s s o s B o B g T o) 4
B WMo~ ~ S T @D - MY @0 dWowy T0 00N —— OO oo oo
Bl @ m s s o =] R T A = === = I N Te e RTe ITe R
o ¥ 9w W MMmmmm = [ A Te BT B I £ B o B VR YR SV AV VI A VI VN VRN VAT RV VR VA oY Acguisition Parame
LIl |
e /
y SOLVENT
NG
os
SH 37593.984 Hr
FIOAES G.573839 Hz
' 08716921 sec
EM.. 10321.3
m 13.300 usec
6.00 usec
0.0 K
0.40000001 sec
0.03000000 sec
H = 0.00002000 sec
/+D| m=mzzams CHANNEL f1 mess=wes
KUC1 13C
o ! o
. = o1 7.40 usee
— PLI 4.00 d8
SFO1 1257703143 MHz
== CHANNEL 2 s=cscses
CPOPRGZ walizig
Nuc2 L
PCRDZ B4 00 usec
M2 .00 o8
| : PL12 13.00 g8
FL13 15.00 a8
SFO2 500. 1320005 Nz
|
|
. 1 F2 Processing parameters
___ 1 sl 32768
P 4 SF 125 7577390 MHz
1 WiW EM
558 o
LB 2.00 Mz
] c8 0
[ PC 1.00
10 NMR plot parameters
cx 22.00 cm
cy 7.00 ¢m
F1p 220.000 ppn
F1 27666 . 70 Hr
Far -8.000 ppm
e ——T T T T — T P2 - 100606 btz
Te PAMCM 1036364 ppm/om
! = 470u 1303 30750 4z /em




13C.NMR (DEPT)

Current Data Parameters

A deribav
EXPNO 52
PAGCND 1

F2 - Acquisition Parameters

U T oo m < Date_ 20051216
- U@ o e ] Time 17.87
a o oM w 9T =Y INSTALM spect
= Saodaa me PROED
| 1 PULFROG
\ __ \ F-..F.n.rrf..r;/{ = 0
1 SOLVENT
NS
05
SHH
! FIDRES
Ao
A6
oK 00 usec
b 3 B.00 usec
T 300.0 ¥
_ CNSTE 1450000000
o 2.00000000 sec
a2 0.00344828 sec
| g2 0.00002000 sec
_. DELTA 000000947 sec
smssnnns CHANNEL f1 =
N3
P1 740 usec
pE 14 B0 usec
P 4.00 o8
SFOY 1257703143 Mz
M " - sk tisiaibiik ; I " etk iahand - .
e ¥ T ™ Y H " M i g e v y =s= CHANNEL 12 =
[ waltztb
| NUCZ 1H
' P3 11.00 usec
~ pd 23.00 usec
LL RLADZ 84.00 usec
m pL2 0.00 08
| ' PLIZ 19.00 08
|- SFO2 500.1320005 MHz
F2 - Processing parameters
Si 32768
SF 1257577390 MHz
KOK 2
(@] 558 0
N~ L@ 2.00 Hz
— GB 0
P 1.00
10 NMA plou parameters
[ 22.00 cn
cY 5.00 cm
FIF 220.000 ppm
Fi B66.70 Mz
Fap -8.000 pon
T T T L L L B L e B AT s E e ] -1006 0B Hr
100 50 25 i} PPHCH 1036364 pom/ce

HICM 1303 30750 wziom
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31P-NMR {*H}

Fleckenste:

opm

r

CFP-3-86/31P/CRD

-35 3083

170

27.5472

P
L=]
[¥5]
53}

20

84

Current Data Parameters

MNAME deziGav
EXPRO 11
PRGCNG 1

F2 - Acquisition Parameters

Date_ 20051218
Time 9.01
INSTRUM Spect
PROBHD 5 em BBO BG-1H
PULPROG 2Gpg30

T0 65536
SOLVENT Cocls

NS 32

os 2

SWH 30030.029 Hz
FIDHES 0. 458222 Hz
AG 1.0802410 sec
e 145865

DK 16. B0 usec
DE 6.0 usec
1€ 300 0K

by 1. 00000000 sec
di1 9.03000000 sec
ai2 0.00002000 sec

memssann CHANNEL f1

KUCH

P1

PL1 .

5F01 202 4612038 MHz

======zz= CHANNEL f2 sswsz=
POPRE. waltzis

NJC? 1H
Fo2 B4.00 usec

0.00 db

PL1Z 19.00 ob

PLI3 19.00 9B

SFa2 5001320005 MHz

Fg - Processing parameters

81 32788

5F 202 4362125 NHz
Wil EM
558 [

LB 2.00 Hz
GB o

PC 140

10 NMR plot parameters

cn 22.00 cm
cY 12.00 cs
FiP 50.000 ppm
Fi 10122.81 Hz
Far 10000 pom
F2 2024 56 Hz
PPHCM 1.81818 ppa/em

HZCM 368 10217 Hz/cm
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S1p.NMR

ckenste1n CFP-3-96/31P undec

Current Data Faram
NAME oez19av
XPND
= oy r~ [Ts] FROCND 1
r~ e I @
) i~ o o w
5 = =] L ™ F2 - Acguisition Parameters
a2 @ s @ 2 Date_ 20051218
1 ! _ Time 9.03
INSTAUM speCt
| _ FROBHD 5 mm 880 BB-1H
PULPROG 2930
m 895536
SOLVENT COC13
NS 128
0s 2
SHH a0030.028 Hz
I FIDAES 0 458222 Hi
_ AQ 1.09:2410 sec
G 145536 5
O 1E€.650
0E 6.00
| i 300.0 K
_ o 1.00000000 sec
‘< | CHANNEL 1
LL
m |
£02 . 461
F2 - parameters
' s1 32768
o SF 202 . 4562125 MHz
(] | WK EM
N~ )
— S56 0
| “_ LB 2.00 Hz
GB 0
rC 1.40
| 10 NMA plot parameters
[ 22.00 cm
Cy 12.00 cm
F1P 50.000 pp
F1 10122 .81 Hz
FepP 10000 pom
Fa 2024 .56 ©z
EPMIM 1.81818 ppm/cm
HZCM 36810217 Hz/cm

W
g

Lt}
=1
wu
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Fleckenstein CFP-1-183

IH-NMR

P
17p

Co<)

(<O

Current Data Parameters

NAME augilac
EXPNO 260
PROCNO 1

Fi Acquisition Parameters
Date_ 20050823

Time 22.35
INSTRUM spect
FROBHD S mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 32

DS 2

SWH 6188.119
FIDRES 0.188B46

AQ 2.6477044

RG 181

DW 80.800 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
DO 1
=======s CHANNEL f1 =s==s===
NUCT 1H

P1 9.70 usec
PL1 3.00 aB
SFO1 299.9018520 MHz
F2 Frocessing parameters
SI 32768

SF 299.8999979 MHz
WDW EM

55B 0

LB 0.10 Hz
GB Q

PC 1.00

AW PR,

B AR BARRS RS RS RS B

95 9.0 85 80 75 7.0 65 6.0

12.44

T BN I e B

55 50 45 4.0 35 3.0 25 2.0 1

1.05

MMILE LA i B s

T

5 1.0 05

86.51

T
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13C-NMR

Fleckenstein CFP-1-183

"<
LL
m

I "~

(<O

Current Data Parameters

T
200

T _ _
180 160 140

NAME aug2ilac
EXPNO 261
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050823
Time 23.09
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG zgpg30

D 32768
SOLVENT CDCl3

NS 1000

Ds 4

SWH 18028.846 Hz
FIDRES 0.5501%7 Hz
AQ 0.90B8159 sec
RG 2050

DW 27.733 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
d11 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
NUC1

Pl

FPL1

SFO1

======== CHANNEL f2 =s=s====
CPDPRG2 waltz1é
NUC2 1H
PCPD2 95.00 usec
PL2 3.00 dB
PL12 17.00 dB
PL13 23.00 dB
SFO2 299.9011996 MHz
F2 - Processing parameters
SI 32768

SF 75.4099150 MHz
WDW EM

55B 4]

LB 2.00 Hz
GB 0

BC 1.40
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13C-NMR (DEPT)

— -
Fleckenstein CFP-1-183
Current Data Parameters
NAME aug2iac
EXPNO 262
PROCNO 1
F2 - Acquisition Parameters
Date 20050823
Time 23.22
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG dept135
D 32768
SOLVENT cpCll
NS 256
Ds 4
SWH 18028.846 Hz
FIDRES 0.550197 H=z
AQ 0.9088159 sec
RG 2050
oW 27.733 us
DE 10.00 us
TE 300.0 K
CNST2 145.0000000
D 2.00000000 sec
dz2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001401 sec
TDO 1
======== CHANNEL f1 ssza====
NUC 13C
Bl 11.00 wsec
p2 22.00 usec
' PL1 0.00 dB
LL 5FO1 75.4174560 MHz
o sce===== CHANNEL f2
CPDPRGZ waltzl6
NUC2 1H
B3 9.50 usec
rd 19.00 usec
s PCPD2 95.00 usec
T < PL2 3.00 dB
/,+ o PL12 17.00 dB
o N~ SFO2 299.5011996 MHz
—
F2 - Processing parameters
N ST 32768
SF 75.4099150 MH=z
WDW EM
58B ]
LB 2.00 Hz
v v - . v - - GB Q
T T T T T T T T T T T Pe 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm
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- -
Fleckenstein CFP-1-183/31P-CPD
| (<D
Current Data Parameters
NAME aug2lac
EXPHNO 265
PROCNO 1
F2 - Acgquisition Parameters
Date_ 20050823
Time 23.54
INSTRUM spect
PROBHD 5 mm PABBO BB
! PULPROG zgpg30
i D 65536
m SOLVENT CDCl3
NS 80
DS 4
—~— SWH 48076.922 Hz
T FIDRES 0.733596 Hz
<. AQ 0.6816244 sec
RG 2050
4 DW 10.400 usec
= o DE 10.00 usec
zZ ~ TE 300.0 X
a — D1 2.00000000 sec
— d11 0.03000000 sec
™ DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 =s=a=s==
NuCt 31p
P1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
mmmmam=n CHANNEL f2 ========
CPDPRG2Z waltz16
NUC2 1H
PCED2 95.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 23,00 dB
S5FO2 299.9011996 MHz
F2 Processing parameters
5I 32768
SF 121.4017450 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
I | i [ T I T FC 1.40
100 50 0 -50 -100 -150 -200 ppm

@
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Fleckenstein CFP-1-183/31P-undec.

31P-NMR

17p

(O

Current Data Parameters

NAME aug23ac
EXPNO 266
PROCNO 1

F2 Acquisition Parameters
Date_ 20050824
Time 0.02
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 160
DS 4
SWH 48076.922 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG 2050

oW 10.400 usec
DE 10.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
se=szs=== CHANNEL f] ========
NUCi e

Pl 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2Z2 - Processing parameters
51 32768

F 121.4017450 MHz
WDW EM
SSB a

LB 1.00 Hz
GB 4]

FC 1.40

ppm
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IH-NMR

Fleckenstein 2-14-b

BF,

/
<

P

a9

s

179

(<O

Current Data Parameters

NAME augiac
EXFPHNO 160
FROCHO 1

F2 Acquisition Parameters

Date_ 20050823

Time 14,03
INSTRUM spect
PROBHD 5 mm PABBC BB-
PULPROG 2930

™ 32768
SOLVENT Cpcl3

NS 32

Ds 2

SWH 6188.119 Hz
FIDRES 0.188B46 Hz
AD 2.6477044 sec
RG 228

DwW 80.800 usec
DE 10.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCH TH

Pl 9.70 usec
PL1 -3.00 dB
SFO1 299.9018520 MHz
F2 - Processing parameters
SI 32768

SF 299.8999961 MHz
WDW EM

SE5B 0

LB 0.10 Hz
GB 0

PC 1.00

AAMARARASS ot

11

1.54

10

T

9

1.51

RSB

45.79

7

8.52

—

41.72

0.93
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I3C-NMR

Fleckenstein 2-14-b

BF,

/
P,
179

BRUKER
(<O

Current Data Parameters

T _ T
200 180 160 140 120 100 80 60

NAME auglac
EXPNO 161
PROCNO 1
F2 - Acquisition Parameters
Date 20050823
Time 14.13
INSTRUM spect
FROBHD 5 mm PABBEO BB-
FULPROG zgpg30
™ 32768
SOLVENT CDhC13
NS 361
DS 4
SWH 18B028.846 Hz
FIDRES 0.550197 Hz
AQ 0.908B159 sec
RG 2050
oW 27.733 usec
DE 10.00 usec
TE 3i00.0 K
D1 1.00000000 sec
dii 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
=s=s===== CHANNEL f1 ==s======
NOC1 13C
Pl 11.00 usec
PL1 0.00 dB
5F0 75.4174560 MHz
zess=e=e CHANNEL f2 - =====
CPDPRG2 waltzl6
nuc2 TH
PCPD2 95.00 usec
PLZ dB
PL12 7 das
PL13 23.00 dB
SFO2 299,9011996 MHz
F2 - Processing parameters
51 32768
SF 75.4099150 MH=z
WDW EM
S58B 0
LB 2.00 Hz
GB 0

_ J T PC 1.40

40 20 0 ppm
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13C-NMR (DEPT)

Fleckenstein 2-14-b

Current Data Parameters

HAME augZlac
EXPNO 162
PROCNO 1
F2 Acquisition Parameters
Date_ 20050823
Time 14.27
INSTRUM spect
FPROBHD 5 mm FABBO BB
PULPROG dept135
™D 32768
SOLVENT chCl3
NS 180
DS 4
SWH 1B028.8B46 H=
FIDRES 0.55%0197 H=z
AQ 0.9088159 sec
RG 2050
oW 27.733 use
DE 10.00 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
o diz 0.00002000 sec
N~ DELTA 0.000014071 sec
— DO 1
mmmmmnas CHANNEL fl1 s=sms===
Nuci 13C
1 11.00 usec
p2 22,00 usec
PL1 0.00 de
SFO 75.4174560 MHz
|||||||| CHANNEL f2 ========
CPDPRGZ waltz16
NUC2 1H
P3 9.50 usec
pd 19.00 usec
BCPD2Z 95.00 usec
PL2 -3.00 dB
PL12 17.00 4B
SFO2 299.9011996 MH=z
F2 - Processing parameters
51 32768
SF 75.4099150 MHz
WDW EM
558 4]
LB 2.00 Hz
-
T _ T T T _ T T _ T T o o
200 180 160 140 120 100 80 60 40 20 0 ppm
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31P-NMR {*H}

Fleckenstein CFP-2-14/31P-CPD

17q

RUKER
(<O

Current Data Parameters

I
100

T
-100

T
-150

T
-200

NAME augliac
EXPNO 245
PROCHNO 1

FZ - Acquisition Parameters
Date_ 20050822

Time 18.46
INSTRUM spect
PROBHD 5 mm PABBQ BB-
PULFROG zgpg30

D 65536
SOLVENT CDCl3

NS 80

DS 4

SWH 18076.922 Hz
FIDRES 0.73355%6 Hz
AQ 0.6816244 sec
RG 2050

DW 10.400 usec
DE 10.00 usec
TE 300.0 K

D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 sssssss=
NUCi e

Pl 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
=e==same= CHANNEL f2 =ssas===-
CPDPRG2 waltzl16

NUC2 1H
PCPD2 95,00 usec
PLZ -3.00 dB
PL12 17.00 4B
PL13 23.00 dp
SFOZ 299,9011996 MH=z
F2 - Processing parameters
51 32768

5F 121.4017450 MHz
WDW EM

55B 0

LB 1.00 Hz
GB 0

PC 1.40
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SIp_.NMR

Fleckenstein CFP-2-14/31P-no dec.

BF,

A
P,

17q

(<O

Current Data Parameters

NAME aug22ac
EXPNO 246
PROCNO 1

F2 Acguisition Parameters
Date_ 20050822

Time 18.54
INSTRUM spect
PROBHD 5 mm PABBO EB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 160

DS 4

SWH 48076.922 Hz
FIDRES 0.7335%6 Hz
AQ 0.6816244 sec
RG 2050

oW 10.400 usec
DE 10.00 usec
TE 300.0 X

D1 2.00000000 sec
DO 1
======== CHANNEL f1 =ssss===
NUC1 e

P1 7.50 usec
PL1 0.00 dB
SFO1 121.3956752 MHz
F2 PFrocessing parameters
SI 32768

SF 121.4017450 MHz
WDW EM

SSB 0

LB 1.00 Hz
GBE 4]

PC 1.40
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IH-NMR

F.eckenstein CFP-3-164

Current Oata Parameters

4
7
4

o S oA S o @ R R R R R =R o Rt NAME apr2fay
g o 0w e TTmmeO0oaman~nEOHN MMM S EXEND a0
o ~ w oo (TalNTeINTs! 22?9._.1.1..1..‘J..J.‘J...._..c_..l»......iiln.u PROCND 1
i o 1
i LLL % B&\\ 3 )
F2 - Acguisition Parameters
Date 20060420
Time 10 15
INSTRUM spect
S PROBHD 5 mm BBO 8B-1H
ﬁ BULEROG 2430
| 1] 65936
SOLVENT cnels
' NS 24
< .
LL M“: 10330 mum H2
Iea) 330.
FIDRES 0157632 Hz
AG 3.1720407 sec
Bl BO.B
O 48 . 400 usec
0OE €.00 usec
H/ L TE 300.0 K
_ D1 0. 50000000 sec
— sms=mm=s CHANNEL f1
N ~ NUCt ti
P 11.10 usec
PLE 0.00 a8
SFO1 500.1330885 M-z
F2 - Processing parameters
51 32758
SF 500.1300023 Mhz
WKW EM
558 0
| L8 0.10 Hz
f G 0
\ * P 1.00
— I I _ __ _ 10 NMA plot parameters
| ? | ' cx €2.00 ¢m
, Lﬁ i _._J.L_;ﬁ * Y 12.00 cn
— I i R v L Ao FIP 10.000 ppm
F1 5004.30 Hz

f | Fap 0.500 ppm
\ P2 -2490.08 Hz
~ = PEMOM 0.47727 ppm/em
o - HZICM 238 68839 Hz/cm
- ~|

o

RIS L L L L B B B L

| I
prim 9 B 7 5] 5 4 3 2 1 0

LI B B o B B T LA LA e
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gpm
4272

4

S
~
i

3C-NMR

apra2av
41
M~y - =
@ m funm 1
g M~ _....... :“ -
U o o o on Parameters
Z00R0420
10.21
spect

3 mm 880 8B-1H

PULPRQG
10
SCLVENT
NS
0s
S 37593 984 Hr
FIORES 0.573639
Al 0.B8716921 sec
RG 5792 .6
s} 13,300
DE 6.00
TE 300.0
5] 040000001 4
aii 0.03000000 sec
otg 0.00002000 sec
CHANNEL 1

NUCY 13C

' P1 7.40
PLY 4.00
SFOL 7703143

CHANNEL 12 .

CROPRG2 waltz16
Kucs 1
FCPD2 B4.00 usec
[ 0.00 a8
iz 19.00 g8
PL13 19.00 g3
SFog 500 . 1320005 MH2

F2 - Progessing parameters

51
SF 5
WIH
558 0
LB 2.00
GE ]
PC .00
paranet.
22.00 em
3 7.00 cm
220,000
2766671 Kz
-§.000 pom
T - Fe =1006 08 Hz

[=]
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13C-NMR (DEPT)

or

kenste

—
~
i

n

CFP-3

e
100

30.675

0.382
29.963

3
2

urrent Data Parameters

NAME apr2fav
EXPNO a2
FROCND 1
F2 - Acquisition Parameters
Date_ 20080420
Tire 10.25%
INSTRUM
PRC0AHD
PULPROG
10
SOLVENT
NS
0s
Swi 37593.584 Wz
FIDRES 0.573638 Hr
AQ 0.8716921 zec
RG 16384
Ow 13.300 usec
DE 6.00 usec
E 0.0 K
CnET2 1450000000
01 2.00000000
oz 0.00344828
612 0.00002000
DELTA 0.00000942
ssssmese CHAMNEL (] ==eessas
NUCY 130
P1 740 usec
p2 14 B0 usec
FL1 4.00 08
SFO1 125 7703443 MHz
mm=mmess CHANNEL 12 = -
waltz16
IH
11,00
22.00
&4.00
0.00
19.00

500 . 1320005

32768
125.7577390 MHz
EM
2.00 W
0
1.00
10 NMA plot parameters
cx 22.00 ¢m
Y 5.00 ¢em
1# opm
F1
£ap
F2 ez
FEMCM 1 pomfcn

Hzew 130330750
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31P-NMR {*H}

BF,

/,\\

P+

Fleckenstein CFP-3-164/31P

17r

___—26.7605

T—26.6751

opm

30

Current Data Parameters

NAME apr2av
EXBND 45
PROCND i

F2 - htguisition Parameters

Date_ 20060420
Time 10.96
INSTRUM spect
PROBHD 5 mm 880 BB-1F
PULPROG 75pG30
m 65536
Cocl3
24
2
Skt 30030.028 Hz
FIORES 0 ASE222 iz
AD 1.0912410 sec
RG 9195.2
U 16630 usec
DE 6.00 usec
TE 000K
5] 1.00000000 sec
a1 0.03C00000 sec
a2 0.00002000 sec

ssssssss CHANNEL f1

NUCH

P 9.80 usec
BLy 4.00 o8
SFOY 202, 460B5EA MHz
ceooage waltzib
NuUCE 1H
PCR02 84.00 usec
PL2 0.00 d
PL12 19.00 g8
PL13 18.00 b
SF02 500, 1320005 MHz
F2 - Processing parameiers
1 32768

SF 2024562125 MHz
HOW EM

558 Q

LB 2.00 Hz
GB [/}

PC 1.40

10 &MR plot parameters

Cx 22.00 cm
cy 10.00 cm
Fip 40000 pom
F1 H0SE 25 Hz
FeR 10 000 pom
F2 2024 86 Hr
PEMCM 1.36364 ppm/cm

276 07663 Hzfcm
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31p_.NMR

-
e

le

ck

nstein CFP-3-1684/31P no

17r

d

ec

o
o
)
m
fa]
Ty
|

R L YRNTQTSR N AR O T

ppm

0o

!

—5164. 46

|
ik

o f%%%a%&gﬁ:%%i}g

n

o

Current Data Paramelers

NAME aprafav
EXPND 46
PROCNG 1

Fz Acouisition Parameters

Date_ 20060420
Time 10.598
INSTRUM SpECL
PROBHD 5 mm 8B BB-1H
PULPROG zg30

10 65536
SOLVENT coci3

NS 32

os g

S 300320.029 Hr
FINRES (. 458222 Hz
AG 1.0912410 sec
AG 9185.2

oW 16.650

DE 6.00

TE 300.0 K
o1 1.00000000 sec
======== CHANNEL f1

NUC1 kEL

B1 9.80 usec
PL1 4.00 o8
SF01 202 . 4608568 MHz

FZ - Processing parameters

s1 32768
SF 2024562125 MHz
EM
4
2.00 Hz
0
1.40

NMR plot parameters
22.00 c¢m
7.00 ¢m
; 0.000 opm
Fi BOSE.29 Hz
0
rd

000 ppm

F2 2024.58 Hz
1.36364 pom/cm

HICM 276.07663 Hz/cm
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Fleckenstein

CFP-3-161

[T} n w o ~ m o Sd_rrnuegjd.gaerﬁﬂuoe_nannjgeaaan.
o @ M~ 0 - Mmom ﬂu_.....uu?‘.:._errng.ﬁnﬂugBOJﬂgarnd.ﬂBﬁSO?o
E o o w W M~~~ R I A e I B = - B v T B TS L= B S e T T o s ST
a r~ W oW 1 1 N L g T VI VI T T s U T e =
7
7 é | _
\x\|.
. /
<
LL
m
T /,/\
s Ny -
S [a o
1 7
T —
-
»
—
\ﬁ *
— — 4
i
_ y yy R ?c__r I
\ \
s & & 2
& wy w ~
a I -
- L — o
) i (=]
| IS L L BN B S e B B e e o T L e T T AL N N S L A e e e e e T T
ppm 9 3] 7 2] 4 3 2 4]

Current Data Parameters

NAME aprizZav
EXPRO 10
PROCND i

F2 - Acouisition Parareters
Date_ 20080412

Time 10.19
INSTAUM spect
PHEOBHD 5 mm BB0 BB-1H
PULPROG 230

m B5E36
SOLVENT coti3a

NS 24

0s 2

ShH 10330 .578 Hz
FIDAES 0. 157632 nz
AG 31720407 sec
ARG E0.&

Ow 48400 usec
OE 6.00 usec
TE 300.0 X

01 0.50000000 sec
sxsas=== HT_»ZZmJ f{ ma======
NUCH 1H

P1 11.10 usec
PLI 0.00 a8
SFM 200. 1330885 MHz

F2 - Processing parameters

51 32768
SF 500.1299959 Mz
W EM
558 o
LB 0.10 Hz
GB 0
PC 1.00

10 NMA plot parameters

CX 22.00 cm

cy 12.00 cm

Fip 10.000 ppm

F1 9001 .30 Hz

Fap 0.500 pom

F2 -250.06 Hz
PPMCM 047727 pom/fcm

HICM 238.69839 Hz/fcm

S 155



ppm

BF,

A
P,

N/

1I3C-NMR

Current Data Faraneters

N&ME apri2av
e = =2 =] — m 1 T o om EXPNC "
o o g R ™o DD — - PROCND 1
moomn P 00 oo oo
S5 @ — - - oo o6 ofu F2 - Acquizitien Parameters
. | | Date 0060412
Time 10.21
| INSTRUM spect
| 1 PROBHD 5 nm BB0 BE-1M
MULPROG 2g£930
10 59536
SOLVENT cocls
NE
0s
SHH
FIORES
AG
i
oW
0E 6.00 usec
1€ 300.0 K
/\ o1 0.40000001 sec
! a1t 0.03000000 sec
a12 0.00002000 sec
—_ CHANNEL f1 ===ss=en
~ : 130
A 7.40
4.00
1297703143
1
! = s CHANNEL #2 ====a=
CPOPAG2 waltz1E
Kuc2 1H
! PCPRO2 84.00 usec
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13C-NMR (DEPT)
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31p-NMR
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Analytical data of new cross-coupling products

a) Sonogashira

1-(4-Phenylethynyl-phenyl)-propan-1-one

'H NMR (500 MHz, CDCls) & [ppm] 7.87 (d, 3J = 9.0 Hz, 2 H, ar), 7.52 (d, *J = 8.5 Hz, 2 H,
ar), 7.48-7.46 (m, 2 H, ar), 7.30-7.28 (m, 3 H, ar), 2.92 (q, 3J = 7.0 Hz, 2 H, CH,), 1.16 (t, %] =
7.5 Hz, 3 H, CH3); *C{*H} NMR (125.77 MHz, CDCls) & [ppm] 199.0, 135.0, 130.7, 130.6,
127.8,127.4,126.9, 121.7, 91.5, 87.6, 30.8, 7.2; HRMS Calcd for C17H140: 234.1044, found
234.10362.

1-[4-(3,3-Dimethyl-but-1-ynyl)-phenyl]-propan-1-one

'H NMR (500 MHz, CDCls) & [ppm] 7.86 (d, °J = 8.5 Hz, 2 H, ar), 7.44 (d, *J = 8.5 Hz, 2 H,
ar), 2.97 (q, 33 = 7.0 Hz, 2 H, CH,), 1.33 (s, 9 H, CH3), 1.21 (t, *J = 7.0 Hz, 3 H, CH3);
BC{"H} NMR (125.77 MHz, CDCls) 8 [ppm] 200.5, 135.8, 132.0, 139.3, 128.2, 102.5, 79.1,
32.2,31.2, 28.5, 8.6; HRMS Calcd for C15H150: 214.1357, found 214.1356.

2-(3,3-Dimethyl-but-1-ynyl)-1,3-dimethyl-benzene

'H NMR (500 MHz, CDCls) & [ppm] 7.05-6.99 (m, 3 H, ar), 2.39 (s, 6 H, CH3,), 1.35 (s, 9 H,
CHs, tBu); *C{*H} NMR (125.77 MHz, CDCls) & [ppm] 138.7, 125.8, 125.4, 122.6, 106.5,
75.5, 30.3, 27.4, 20.0; HRMS Calcd for C14Hss: 186.1408, found 186.14013.

b) Suzuki in Wasser

5-p-Tolyl-pyridin-3-ylamine

'H NMR (500 MHz, CDCls) & [ppm] 8.25 (d, 3 =5.5 Hz, 1 H, ar), 7.78 (d, 2 = 8.0 Hz, 2 H,
ar), 7.21 (d, 33 =8.0 Hz, 2 H, ar), 6.85 (s, 1 H, ar), 6.39 (dd, *J = 5.5 Hz, *J = 2.5 Hz 1 H, ar),
4.35 (s (br), 2 H, NH,), 2.36 (s, 3 H, CH3); *C{*H} NMR (125.77 MHz, CDCls) & [ppm]
157.2, 152.6, 159.0, 137.6, 136.0, 128.2, 125.7, 107.2, 105.1, 20.2; HRMS Calcd for
C12H12N2: 184.1001, found 184.09808.

5-Naphthalen-1-yl-pyridin-3-ylamine
'H NMR (500 MHz, CDCls) & [ppm] 8.20 (d, 3 =5.5 Hz, 1 H, ar), 8.01 (d, ®J = 8.0 Hz, 1 H,
ar), 7.76 (t, 2J= 9.5 Hz, 2 H, ar), 7.43-7.33 (m, 4 H, ar), 6.47 (d, “J = 2.0 Hz, 1 H, ar), 6.27
(dd, 23 =5.5Hz, 3 =2.5Hz 1 H, ar), 4.37 (s (br), 2 H, NH,); *C{*H} NMR (125.77 MHz,
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CDCls) & [ppm] 158.5, 152.4, 148.5, 138.0, 132.7, 130.2, 127.4, 127.1, 125.8, 125.1, 124.9,
124.7, 124.1, 109.6, 107.1; HRMS Calcd for C15H12N,: 220.1001, found 220.09869.

3-(2-Trifluoromethyl-phenyl)-pyridine

'H NMR (500 MHz, CDCl5) & [ppm] 8.64 (dd, %3 = 4.5 Hz, *J=1.5Hz, 1 H, ar), 8.59 (d, *J =
2.5Hz,1H,ar), 7.78 (d, %= 8.0 Hz, 1 H, ar), 7.66 (d, >J = 7.5 Hz, 1 H, ar), 7.62-7.59 (m, 1
H, ar), 7.52 (t, ) = 7.5 Hz, 1 H, ar), 7.35-7.32 (m, 2 H, ar); *C{*H} NMR (125.77 MHz,
CDCls) & [ppm] 149.4, 149.1, 137.6, 136.3, 135.6, 132.1, 131.7, 128.2, 126.3 (m, CF5), 125.1,
122.9, 122.7; HRMS Calcd for C1,HgN:F3: 223.0609, found 223.05945.

[2,3']Bipyridinyl-4-ylamine

'H NMR (500 MHz, CDCl5) & [ppm] 9.01 (d, *J = 1.5 Hz, 1 H, ar), 8.53 (dd, 31 =5.0 Hz, *J =
1.5 Hz, 1 H, ar), 8.22 (d, *J = 6.0 Hz, 1 H, ar), 8.16 (dt, *J = 8.0 Hz, “J = 2.0 Hz, 1 H, ar),
6.29-6.26 (m, 1 H, ar), 6.87 (d, “J = 2.0 Hz, 1 H, ar), 6.44 (dd, °J = 6.0 Hz, *J = 2.5 Hz, 1 H,
ar), 4.53 (s, 2 H, NH,); *C{*H} NMR (125.77 MHz, CDCls) & [ppm] 154.5, 152.8, 149.5,
148.6, 147.1, 134.4, 133.4, 122.5, 107.9, 105.5; HRMS Calcd for C1oHgN3: 171.0797, found
171.07820.

4'-Methyl-biphenyl-3-carboxylic acid amide
'H NMR (300 MHz, DMSO) & [ppm] 8.14-8.13 (m, 1 H, ar), 7.84-7.76 (m, 2 H, ar), 7.62 (d,

3J=8.4Hz, 2H,ar), 751 (t,*J=7.8 Hz, 1 H, ar), 7.28 (d, *J = 7.8 Hz, 2 H, ar), 2.34 (s, 3 H,
CHs); BC{*H} NMR (75 MHz, DMSO) & [ppm] 167.8, 140.0, 137.0, 136.6, 134.9, 129.5,
129.1, 128.8, 126.6, 126.3, 125.3, 20.6.

4-Naphthalen-1-yl-benzenesulfonamide
'H NMR (500 MHz, DMSO) & [ppm] 8.07-8.02 (m, 3 H, ar), 7.79 (d, 2J=8.0 Hz, 1 H, ar),

7.73-7.71 (m, 2 H, ar), 7.66-7.54 (m, 2 H, ar), 7.52-7.50 (m, 3 H, ar); *C{*H} NMR (125.77
MHz, DMSO) & [ppm] 143.3, 143.0, 137.9, 133.2, 130.3, 130.1, 128.3, 128.2, 126.9, 126.6,
126.0, 125.7, 125.4, 124.7; HRMS Calcd for C16H13NO,S: 283.0667, found 283.06701.

3-Naphthalen-1-yl-benzamide
'H NMR (500 MHz, DMSO) & [ppm] 7.95-7.90 (m, 4 H, ar), 7.70 (d, 3J = 7.5 Hz,1 H, ar),

7.56-7.41 (m, 6 H, ar); *C{*H} NMR (125.77 MHz, DMSO) & [ppm] 168.1, 140.3, 139.2,
134.9, 133.8, 132.9, 131.1, 129.1, 128.8, 128.8, 128.3, 127.4, 127.0, 126.9, 126.4, 125.9,
125.5; HRMS Calcd for C17H13NO: 247.0997, found 247.09860.
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1-(2-1sopropyl-phenyl)-naphthalene
'H NMR (500 MHz, CD5CN) & [ppm] 7.93-7.88 (m, 2 H, ar), 7.54-7.51 (m, 1 H, ar), 7.48-

7.47 (m, 1 H, ar), 7.44-7.43 (m, 1 H, ar), 7.37-7.36 (m, 2 H, ar), 7.33-7.31 (m, 1 H, ar), 7.27-
7.23 (m, 1 H, ar), 7.13-7.11 (m, 1 H, ar), 2,56-2.50 (m, 1 H, CH), 1.02 (d, *J = 7 Hz, 3 H,
CHs), 1.01 (d, *J = 6.5 Hz, 3 H, CH3); *C{*H} NMR (125 MHz, CDsCN) & [ppm] 147.1,
139.2, 138.5, 133.2, 132.1, 129.9, 127.9, 127.1, 126.6, 125.8, 125.7, 125.6, 125.6, 125.1,
125.1, 125.0, 29.7, 29.4, 23.6, 22.2; HRMS Calcd for CygH1g: 246.1408, found 246.13928.

2-1sopropyl-4'-methyl-biphenyl
'H NMR (500 MHz, CDCls) & [ppm] 7.38-7.36 (m, 1 H, ar), 7.33-7.30 (m, 1 H, ar), 7.22-7.15

(m, 6 H, ar), 3.07 (dg, 2J = 7.0 Hz, 1= 7.0 Hz, 1 H, CH), 2.40 (s, 3 H, CH3), 1.15 (d, 3J = 7.0
Hz, 6 H, CHs); *C{"H} NMR (125.77 MHz, CDCl3) & [ppm] 146.9, 141.5, 139.6, 136.7,
130.5, 129.6, 129.1, 127.9, 125.9, 125.7, 29.8, 24.7, 21.6; HRMS Calcd for C1H;g: 210.1408,
found 210.1393.

Dimethyl-(4'-methyl-biphenyl-3-yl)-amine
'H NMR (500 MHz, CDCls) & [ppm] 7.48 (d, *J =8.5 Hz, 2 H, ar), 7.27 (t, 2= 7.5 Hz, 1 H,

ar), 7.21 (d, 33 = 8.0 Hz, 2 H, ar), 6.93-6.90 (m, 2 H, ar), 6.71-6.69 (m, 1 H, ar), 2.95 (s, 6 H,
CHa), 2.36 (s, 3 H, CH3); *C{*H} NMR (125.77 MHz, CDCls) § [ppm] 150.9, 142.2, 139.4,
136.7,129.3, 129.3, 127.1, 115.7, 111.4, 40.7, 21.1; HRMS Calcd for C3sH37N: 211.1361,
found 211.13479.
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I3C-NMR
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Fip 220.000 ppr
Fi 27866 70 Hz
Fave -B.000 op=
L S T L e —T——  F2 100606 1z
175 15 125 100 sl al 5 v} SRMEM 10.36364 pon/em

HICH 130330750 H2/em
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o

= T
Mo
(o))
w w

£.913
6.912
B.911
5.908

ppm

IH-NMR

£

Integral
1.0000
0.0240
2.0438
3. 4650

o

LR B S B B B A B Trrrrrrprrrres

~

]

Current Data Parameters

NAME
EXEND
PROCND

Jun02av
40
1

F2 - Acquisitien Parameters

Date_
Time
INSTRUM
PROBHOD
PULPROG
o
SOLVENT
NS

0s

S
FIDRES
Al

RG

O

OE

TE

01

NUCt
P1
PL1
SFO1

20060802
10,17
spect

5 mm BBO BA-1H
7930

65536
coc13

24

2

10330 578
0.157632
31720407
50.8
48400
§.00

300.0

0 50000000

Hz
Hz
s58C

usec
usec
K
seC

CHANNEL f] ========

1H

11.10

0.00

500, 1330885

USEC
o
MHz

F& - Processing parameters

SI
mﬂ
WO
558
LE
GE
ac

32768

500. 1300708
EM

0

10 NMA plot parameters

Cx

a2.00
100.00
10.000
5001.30
0.500
-250.08
0.47727
238 69843

MHz

cm
cm
apr
HI
pom

Hz
ppm/cm
Hz/tm
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BC-NMR

Fleckenstein CF2 3-166-f

Current Uata farae

NAME
EXPXO
S SR R85 sromna _
m_ o o u ,h_ w r..w _.3 'y £ M~ m N
=} o oy oy oy (=] e m ooy — F2  Acaussition Parameters
T TTT T | Date 20060602
| __ __ | 11me 10.22
11 ! INSTRUM sp
I _ 5 mn BRO BB-1H
zgng30
65536
coc13
[
usec
usec
K
0.40000003 sec
a1t 0.03000000 sec
da12 0.00002000 sec
= DHAKNEL Tt
, 13
740 usec
4.00 0B
1257703143 Mz
= CHANNEL 2 ===
waltz1g
H
84,00 usec
.00 o8
19.00 o#
| 19.00 o8
- 500. 1320005 Mz
F2 - Processing parameters
| 51 32788
¢ 1257579201 M2
WK EM
558 o
L 2.00 Mz
P GB o
| 1 fC 1.00
! 1 ' | 10 kMA clot parameters
_ ox 22.00 cm
& 2 _ o tm
) F1p ppa
F! Hz
Fap ppn
[ | P . . e [ [ ' Pee—— . T T T T T T T 1 t ' | T T ' 1 7 r2 HZ
fp 200 175 150 1 100 i 50 _ 0 . _ pAn/ca

Hzfem
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Fieckenstein CFP 3 1e6-f
ul ™ w
- ~ N
g8 Y ] 2
~—~
T
[a ) i
L
[a)
N 1
o
=
<
O
™ |
—
1
1
' T ' ' T ] T [ T - [ LA
175 150 125 10 50 n, ]

b2 - Acquisition Paraneters

Date_ 20060802
ne 10,27
INSTRUM spect
PROBHD 5 me ABD HB-{H
BULFROG oept 135
B5536

cocla

aer
i useE
DE user
14 K
CNSTE 145_0000000
i} 2.00000000 sec
a2 0.00344826 sec
a1 0.00002000 sec
DELTA 0.00000542 sec
CHANNEL f1 samas
130
¥oan
e 14 B0
Ly 400
RO 125, 03148
= == CHAWNEL 12
CPOPRG2 waltz16
wuc2 H
P3 11.00 usec
né #2.00 usec
PCPDE B 00 usec
AL2 0.00 oB
PLi2 15.00 o8
SFO2 500 1320008 MHz
F¢ - Processing parameters
51 32768
5F 1257075204 vz
Wil EM
558 [
La 2.00 Hz
Ga o
T 1.00
10
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IH-NMR

Fleckenstein CFP-3-172-b

Bt st e BT B o VR O o B O R S N IR ¥ =] O o Wy m @ moo g o~
Wi S OommM 00— 0o e o oo ral © S @M~ 0 @ A== ] © @
E o 0 WD WD W o e P e P D] 0U U ol T MMM o - - =<1
]
S : 4\ _\
r ~
™
N
=z
N —
I - ﬁa
— frlfL - - ||h\\\ JanlLl\\\\ll I.L\L - \\u\\\!ll\\\\&ll -
LIL | S L ] b .r L

- r fe1] o] ~ @ - =] @ w| | = =1
= =] o oy @ o [te] ~| |m Hrs] =1 ol |wo - o
s o =1 o '] - I (= [Ts] = (3] oo~ w T
s g | ! : ! g ! . . .
b 7a_ aum Ty ™~ -~ ie] | o _nu mm o le) ou oy

L S B B LA L p LI B B B L B O B B

| .
opm El 8 7 6 5 4 3 2 1 0

Current Data Parameters

NAME mai123av
EXFND 120
FROCKO 1

F2 - Acguisition Parameters
Date_ 20080523

Time 14.02
INSTHUM SpeECt
PROBHO 5 mm BBO BE-1H
PULPROG 2030

m 659356
SOLVENT [l

NS 24

0s 2

SHH 10330 578 Mz
FIDRES 0.157632 Hz
AL 3.1720407 sec
A6 50.8

OwW 48.400 usec
il 3 .00 usec
TE 300.0 K

01 ©.50000000 sec
======== CHANNEL ] ========
NUC! 1H

P1 11.10 usec
PL1 0.00 ad
SFO: 5001330885 Mz
F2 - Processing parameters
s8I 32768

SF 500. 1300638 MHz
WOW EM

£58 "]

LR 0.10 Hz
6B 0

PC 1.00

10 NMA plat parameters

Cx 22.00
Cy 12.00
Fip 10.000
F1 5001.30
Fap -0.500
F2 -750.08
PRMCM 0.47727
HICM 238 62843

cm

cr

oom

Hz

pom

Hz
ppm/cm
Hz/om
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13C-NMR

HoN

ppm

Fleckensteln

CFP-

15717

3-172-b
28 8
11 /
| .

TT—136.00

——128.24
T——125.69

————107.18

10513

76.3%

75.84
——— B6.02

—— 20.18

oom

——

Current Data Farameters

NAME mai#dav
EXPNO 121
PROCKD 1

Fg - Acgquisition Parameters

Date_ 20060523

Time 14.08
INSTRUN spect
PRAJEED 5 mm BBO 8B-1H
FULPROG 290G 30

10 69536
SOLVENT ooci3

NS 256

o5 ]

ShH 37593.984 Hz
FIDRES 0.573639 He
AT 08716921 sec
A6 G160.6

e} 13.300 usec
1.3 E.00 usec
TE 300.0 K

1 H 0.40000001 sec
dtt 0.03000000 sec
012 0.00002000 sec
cusmnnw CHANNEL f1 swememen
NUCt 13C

F1 7.40 usec
PLY 4.00 aB
SFOM 1257702143 MHz

sasssass CHANNEL (7 semswens

CFOPRG2 waltzib
NuC2 iH
aCeLe B4.00 usec
L2 C.00 aB
PLiZ 19.00 08
PL13 19.00 d@
SFO? 500. 1320005 MHz
F2 - Processing parameters
51 32768

SF 125,7579209 MAz
WiW E¥
558 o

LB 2.00 Hz
G 7

FC 1.00

10 MR pleot parameters

[ 22.00 cm
cr 7.00 cm
FiP 220.00C pp=
Fi 2TREE 74 Hz
F2pP -B.000 ppm
F2 -1006 06 Hz
FPHCM 10. 36364 ppm/fom

HECM 130330933 Hifcm
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13C-NMR (DEPT)

Fleckenstein CFP-3-172-b

145.94

8.24
25.68

—_—

.

107

3

1

T 105.

66.02

17

— 20

opm

200

12

ny

o

Current Datd Parameters

NAME ma123av
EXaND 122
PROCNC 1

ACQuisition Faraseters

20060523
1413
NSTRUM spect
FROBHD 5 mn BED HE-1H
PULPADG dept135
63536
cocis
B0
2
Sk 37593 984 Hr
0.573639 Hr
AG 0.8716921 sec
ARG 16284
o] 13.300 usec
OE 6.00 usec
TE 300.0 K
CNST2 1456000000
[1}] 2.00000000 sec
a2 0.0034£628 sec
Uiz 0.00002000 sec
DELTA 0.00000942 sec

sasanme= CHANNEL

KuCi

F1 7.40 usec
n2 14,80 usec
PLy 4,00 di
SFO1 125, 7703143 MHz
=masz==z CHAMNEL 12 sssssss .
CFOPRG2 waltz1E
w2 iH

F3 11.00 wsec
[ 22.00 usec
PCeoz2 B4.00 usec
P2 C.00 oB
PL12 19.00 oB
SFo2 500.1320005 MH:z

F? - Processing paramelers

sl 32768

& 125 7579216 MHz
WK EM

558 0

La 2.00 Hz
GE [+

P 1.oo

1D KMR plat parameters

cx 22.00 cm
cy .00 cm
FIF 220,000 ppr
F1 27666 . 74 K2
Fop -8.000 pom
F2 -1006 .06 H?
POMCM 1036364 pon/cm

HICM 130330933 Hz/m
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pm

IH-NMR

1 Integral

=
]
o
©
)
M
s
|
Ll
.
st
o

Current Data Parameters

=1

T

M~ W™~ g S T T B I e B e S = ¢ B N VI VI o A VT B T T T o B s I o U+ o B Pl o B B B - o O BT s BT T - i s B ST B ¥ I S S S '
(=i =" e Bt B = = e | B s w o BT o T o B A ot e B Ty B S T B o B o B O B o B VI VR O T S o B S VI o B VI T B oVl s M T BT ST B e W B T 1L 18 mar2dav
2 LWOmmIAAMAUNURANTT e e TN YT TS OA00m e S e0n~SS S = e 130
M ~ M~ M~ P P P P P P M~ v wWww 1M Mmmm ”..-Jw-“.4]111.1].1_.1..«]0U..I...Cn.un_u n_unﬁ;_” .
L o I | I ) |
S _ A%
i
| ~
| I
|
-
10330.578 Hz
0.157632 Hz
3.1720407 sec
3.9
48,400 usec
~ 6.00 usec
TE 00,0 K
01 ©.30000000 sec
. ======== CHANMNEL f1 =
NUC1 1H
Pl 11.10 usec
pLy 0.00 oB
SFO1 500. 1330885 MHz
F2 - Processing parameters
SI 32768
—1 — \\Il SF 500.1300972 MHz
WO EM
558 0
LB 0.10 Hz
o | GB 0
\nll PC 1.00
] ) _m . L ) 10 NMA plot parameters
i cx £2.00 cm
_ E I _ _ oY 12.00 en
I.L(_ L) N \__rt X F1p 10.000 ppm
F1 8001 .30 Hz
I Fae =0.500 ppm
\ \ 72 -250.08 2
our of ™ U PRMCM 0.47727 ppm/icm
i o & & HECY 238 69844 Hz/cr
9._ 4._ 0 |
[Ty} - - |
_-______________-_..—___— 1T ____.__ __nl__.._— —‘____—_ LI
| 7 6 5 4 3
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13C-NMR

pm

Fleckenstein

-~
i

f

4
09.57
107.07

.

.

76.4

75.890

0.00

no
=
=3
— ]
(331

Current Jata Parameters

NAME md124av
EXPND 131
FRCCND 1

s151k1on Parameters
20060524

1H

790530

65535

cocis

256

4
37593.984 Hr

PROBHD
PULPROG

FIDRES 0.573639 Hz
AG 0.8718821 sec
G 13004

On 13.300 usec
E .00 usec
g 300.0 K
[} 0.40000001 sec
ai1 0.03000000 sec
a1z 0.00002000 sec
sassmans CHANNEL ! =mmee=s
NUC1 13C

P 7.40 usec
PL1 .00 9B
SR 125, 7703143 MEz

= CHANNEL 2 =e=zzzm=

CPOPAG2 waltz16
NuCE iH
FCPOZ 00 usec
FL2 Q.00 o8
L1z 19.00 oB
PL13 19.00 of
SFoe 500. 1320005 MMz

F2 - Processing parameters

51 32768

SF 1257573341 Mz
Wi EM
58 a

LB 2.00 Hz
ca o

P oo

10 NMAR plot parameters

Cx 22.00 cm
Cy 7.00 em
Fip £20.000 pps
Fi 276EE . 75 Hz
Fan -B.000 ppa
Fe -1006.06 Hz
PRMCY 10.35364 ppm/cn

HICH 130330957 Hz/em
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Current Data Parametors

13C-NMR (DEPT)

NAME ndiddav
EXFND 132
PROCND 1
F2 - Acquisition Parameters
Tole BT e I T BT B SV RNTe BN = uneesas
- feneaEaE e o e
=) [ BT S A = 5. INSTAUM Fpect
o = 2] PROE 5 nm BBO EB-1M
1 PULPROG
/ 1
] / _ SOLVENT
! ! NS
0os
ShH
, : FIDRES 0.573538 Wz
Al 0.BTi6921 sec
| A6 BEQ2
il 13.300 vsec
E.00 usec
! TE 3000 %
CNST2 145 $0C0000
1 2.00000200 sec
~ 2 0.00344828 sec
oi2 0. 00002000 sec
DELTA 0.00000342 sec
==zawmes CHAMNEL 1
NUCY 13
P1 7.40 usec
53 14 B0 usec
Pt 4.00 of
SFO1 123.7703143 wh;
T - szzazzzs CHANNEL 12 smsssses
| CAOPAGZ waltzif
[ 1
(%] 11.00 usec
od 22.00 usec
nCepe B4.00 usec
P2 0.00 aB
PL12 19,00 of
sko2 500. 1320005 MHz
F2 - Pracessing parameters
51 32768
5F 12597578217 Mz
L] EM
558 o
LB 2.00 Hz
GB 0
PC 1.00
10 WMR plot perareters
[ 2200 ca
cy 5.00 e
Fip 220.000 ppm
Fi 27666 . T3 Hz
Fas -6.000 pos
T T T L T T T =T T T T T T T T T T F2 1008 .06 Mz
125 100 75 50 25 0 APMCY 10. 35364 ponfon

HICM 1303 3}ET Hz/em
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ne o
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I
~ e

ML

235
3204

1 2318
P29
3.7784
7677
02
3.8978
i i

JEal

T

1
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1
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13C-NMR

ppm

- — = o -
i CF=-3-466-3
-~ o0 T WL MmO T e
-~ [a¥ 2 T oW D~y
fo =i e B Ty B 4 oo D Ww
NN Y MmO ™m Mmoo TN 4 W A VI A V)
SY¥Smomaoomaa o
|
ra

Current Data Farareless
NAYE

EXONC
PEICKD H

F2 ACQLIiS1t1Cn F@rameters

Date 20050623
Time 1£, 46
INSTALM

FAOBHD

FULFROS

u.mu._.“ TR

1 O AGST0G01 sec
o1 0.03200000 sec
c12 0.0C202000 sec

mne CHAKNEL ¢} s=sssmsm
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13C-NMR (DEPT)

ppr

(=g

<er

10

44

Currant
NAME
EXPND
EROCND

MNFE
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IH-NMR

HoN

Fleckenstein CFP-3-18B-a

Current Data Parapeters

RESSELCET EE0x n Jur2gav
NSETd~OWoY EB8E g o
{TaRNToRNToNNTS N SR S M Pﬂ_\ﬂﬂu BROCNG '
; N |1|L_ i i
K&. \\\ N\~ #2- reausuren poraneters
Date _ 20080626
Time 14.2¢
INSTALN spect
2A0BHE 5 mm 920 BB-1h
“ULPROG 293¢
b 55536
SOLVENT Coc13
NS 24
0s Z
~ S 1033¢ 578 Hz
FITAES G 157632 Hz
| 3 1720407 sec
NG B0 E
O £8 400 usec
: 13 6.00 usec
| TE 300.0
/ 1 0 50000000 sec
Z4 — ss=sssss CHANMEL f] =====:us
_ W NUC1 14
X [2H 11.10 usec
FL1 0.00 gB
SFO1 500 . 1330BBS MHz
~ & 11\ i f2 - Brocessing patamelers
_ 51 327E8
NN — SF 500 . 1300358 MH:
6 T WOK £M
i . d sse ¢
Ld C.1C hz
o] ¢
A pC 1.00
1 - f !
i _ N 10 \¥5 plct parameters
Cx 22.00 cm
cy t2.0C cm
A e i = 1C.200 ppr
Fr 5001.30 Hz
F2= -G.5C0 pom
//f// F2 =230.CE 2z
& PEMEM G.47727 pom/om
1 HZCM 238 85841 ~z/cn
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B3C-NMR

H,oN

oom

7 N N\

e~

ho - < .
m C ; 3
WO WD o -
— = :

WAt v st

Currant D
NAME
EXPNG
EA0CHO

fime
INSTRUN

LSEL

iz

CHANNEL f2 ==s=za=z==
waltrif
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13C-NMR (DEPT)

1
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= T W w w9 =

Current Data ¥

an
0d

n
C

062060

w0000aeE

3

VPSRRI, L

—N

7 N N\
=N

HoN
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IH-NMR

npm

hdhﬂ(az

Irnagral

leckerstein CFP-4-140-c

i,

_

~—2 8981
—2.3hR38

_/,/'2.9549
T2 8140

Current dats Paramciers

MAME ungeay
EXPNC 0
SROCNG :

con Parameters

e00e0822

PROBHD

AULFROG
10

VENT

S
I'IDRZS

F2 - Processing paraneters
St 32768

5F 500 1300786 Mhz
Win EM
$5B 0

10 NMA clot parameze

ﬁ(.
Fip 1
F1
Faa
Fe
oEuCM 2

HICM e3d

-7
pom

w7
powicT
Hifer

L

MmO D OG0

BRG D @£ o3
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3C-NMR

‘eckenstein

_.u. huuﬁ@lﬁ

Current !Jata Parameters

===== CHANNEL

NAML JunZav
EXOND - H
[V T S - ] - oy o s @ [re} -~ Ch .
g = M~ Ty e ~ = A= 5] o= PROCKG 1
& o oL g~ e ~ i~ w © -
=% n = ﬂ m oy = Lo < F2 - Acguisition Parameters
' ' [ ' Date_ FO0B0GEZ
r ____ | | y bt ! Time g.40
J __ INSTRUM spect
FACBHD 5 mm BED BB-1H
PULPAOE rgng 30
L] Ba53E
SCLVENT [ }
NS 256
cs 4
ShH 37593 £84 Hz
FIORES C 573528 =2
[ 0.87:682 sec
RO 502
]
DE E.0C usec
TE 300.G <
a 0.40000C01 sec
ail €. 03000000 sec
nnu/_ 612 G.000C2000 sec
M sansanms CHANMEL ¢! sssssz=s
KU1 13¢
z P1 .40 usec
PL1 400 9
SFO: 1257703123 M4z

12 amamere:

CPOPRG? waltzig
NUC2 1=
FCRD2 B84 .00 vsec
PL2 0.00 o8
ALIZ 19.00 ¢35
A3 18.00 oi
e 5C0. 1320005 M

- Ergressirg

125

parameLers
32768
TETHCLE MZ
£V
0
2.00 ke
o

1.00

NMH plot paraneiers

m 40

Ii]

P

]
260 GO
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13C-NMR (DEPT)

pom

n

CrP-4-140-¢

1

S

o

NMez

et

Currert Natd Piramete
RAME 22

EXPNE

Ligr Parameters
20060672
o 4a
spect

145 LOCCT00
200000000

0000

L4828

USEC
usec
2

129 17035 Mg

== CHANNEL f2
CPOPRGZ
NLC2 1

I0ONMR clet
Lx

o
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IH-NMR

. -— -
Fleckenstein 4-136¢
I EER RN ERPRREREEBE LTSRN 5 BEYFEIIY &
L= T A e e e el e o A e e el S N o el o o (3 B ot N ot oV T o oY -
.......Ir.r..... ..!-z.m S Y2 3,

H,>N

1 L . —
| —

I A

Current Data Parameters

HAME mailbac
EXPRO 150
PROCNO 1

uy .

(=1 FZ - Acguisition Parameters

=] Date_ 20060505
Time 15.41
INSTRUM spect
PROBHD 5 =mm PABBO BB-
PULFROG 230
™ 12768
SOLVENT CMS0
HE 3z
Ds 2
SWH 6186.119 Hz
FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 203
oW 80.800 usec
DE 10.00 usec
TE 300.0 K
o1 1.00000000 sec
DO 1
|||||||| CHARKEL f1 seemssac
RUC1 1H
P1 9.70 usec
PLY 3.00 dB
5FO1 29%.9018520 MH=z
F2Z - Processing parameters
51 12768
5F 299.9000000 MHz
WOW EM
SS5B o
LA 0.10 Hz
GR o
PC S0.00

-~

|
I _,.,I.: o g aryr R ¢ S S
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13C-NMR

Fleckenstein 4-136¢

HoN

187.81

-
WM NOND DT
SO BN DA
ay = 2]

Z:
Zi
N

40.32
40.04
38.76
39.49
3g.21
38.93
2865
— 20.63

ABAAM LARLAAALAS U

T T T T T T T T
210 200 190 180 170 160 150 140 130 120

5 mm PABHOD BH-

2qpg30
T 32768
SOLVENT DMSO
NS 512
oS 4
i 21979 8324

X
sac
J BECc
sec
- wes CHANMNEL f1 =amassss
U :
P 11.00
PL1 .
SFO1 1456

sFo2 299.9011996 Mitz

F2 - Processing parameters

51 32768
5F 75.4099527 MHz
WO EM
558 o
LB 2.00 B2
GB [
PC 1.40
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13C-NMR (DEPT)

Fleckenstein 4-136¢

HoN

(

129.52
129

128.82
126.59
126.25
12534

e
X

40.02
39.74
39.47

<

Ata Parameters
mailbac

152

PROCNG 1

Fi - Acquisition Parameter
2006050%

16.0

spact

5 mm PAHBO BH-
dopt 115

32768

——20.62

2.00000000 =
0. 00344828
¢. 00002000 =

75.4174560 MHz

........ CHANNEL, 2 ========
waltzlé

5.50 usec
19.00 usec
95.00 usec
3.00 48
17.00 4B
wwo.mn.._owmx:“

Fi - Processing parameters

Bl A2TES

SF 75.4099527 MHz
™

LB 2.00 Hz
a8 o
BC 1.40

T T T

T T
210 200 190 180 140 130

MR Laasdd

1
120

40

I 1 1
20 10 ppm
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IH-NMR

npm

H,N
AN

5176

o
6

&
3

e e

NAME 1ured

av

£XEN0 ae
PROCNG H
g = ACQuisitigr Tatareiers
Nate_ 20080623
Time 9.17
INSTRUM Spect
PRACEHD & mm 230 9B-1+
PU.FROG LT

]

SOLVENT

NS

Cs

SH

FIJRES

A0

i

Bl

JE

D1

‘H
110 usec
0.00 o8

1330865 MH2

F2 - Process:ng carancters

51 39768
SF 500, 1300297 MHz
WOW i

558 0

1B .48 Hz
GB 0

PC 1.00

10 NMRE plot parameters

Cx cr
cY on

£33 pen

Fi he

(=3 opT

Fé Hz
FPMCM C.47/27 pemicm
H7CM 226 .EGB41 Hz/om
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13C-NMR

ppm

"
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2
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a6
a7
29
20
12
jeis
8

40 .03
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13C-NMR (DEPT)

H,N

i emamm e
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IH-NMR

miegrat

Fleckenstelr

7.3768

CrP-4-14C-b

. ///[
.

S

]

—0.C776
1600

—0

Current Data Parameters

NAME jun22av
EXPND 40
PROCND 1

F2 - Acguisition Parameters

20080622
9 16
spect
5 om BBO BS-1H
7930
65536
CoC12
z4
g k2
= He
LseC
JEEC
M

0.50000060 sec

zusmz=== CHANNEL f} sssssssa
NUC1H 1H

P i1 .10 usec
By 0.00 oB
SFC1 500. 1330885 MHz

F2  Processing parameters

51 32758
St 5001300374 Mnz
Whw Ex
Se8 0
L G.10 Hz
GB 4]
PC 1.00

(0 NMA plot parameters
22.00 m
12 .0C c»
10.C00 pom
8001 .30 nz
-0 ZCC pom
-250 C8 Hz
0. 47727 opricn
238 EGB4% Hz/cn
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ppm

13C-NMR

.61

141 47
——136.69

129.61
-129.10
-127 .92

-125.9¢

77.18

24.72

LI |
k1]

O e ———

Current Data Parameters

MAME Jun22ay
EXPNC a1
FRUCND !

F2 - Acguis:tion Parameters

Cate_ 20060622
Tine 923
INSTAUM spect
PROBHD 5 nm BED BB-14
FULFFOG 705530

o1 0.40000001 scc
g1 0.03000000 sec
a12 0.0000200C sec
e == [HANNEL f] «

NUC T 130

] T a0 useC
(L8] 4 00 a3

SFO1 125.7703143

wsamamsn CHANSEL 2

CPDRRG2 waltzi6
Kuce 1H
oCRD2 B&. 0D usec
2 2.00 dB
Asg £9.0C o8
AL13 19.06 o8
sFo2 500, 1320005 MMz

- Processing parzmeters
32786

1257577330 MHz
EY
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Current Data Parameters

13C-NMR (DEPT)

MNAME rungdav
EXPND 42
PROCND 1
F2 - acguisitign Pargmeters
I — O T Cate_ 2006622
- |0 - oo [ T Time 9.27
£ P i Te] oo e INSTRUM spect
= R CRUR A ] PROBHD 5 wn BGO 8B
[ _. [ _ FULPRGE gect 135
//f _ 69536
!
'
A%
U
I LE
TE
ONETZ
m
a2
| af2
DELTA
|
I\
CHANNEL {2 ==2--ees
CROPRGZ
w2
F3 usEC
o4 USEL
BCRnZ usLe
PL2
FL12 19.CC oB
SFO2 50C. 132000 MR?
F2 - Processiry parameLers
51 357RE
58 125 7R773E0 W
Wl iy
858 a
1B 30 Wy
2] ¢
NME plot araveters
22 G0 cm
. - R ey - e U — .
B . 5 a Terw
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IH-NMR

Fleckenstein CFP-4-148-¢

WO @O NN MY OO~ @S W@ o fy o L M NS W0« DWW~ O 000y fy DY e
e e D= O OO @ T UM~ NN O oYM [+3} Wl »= @0 T O OO0 =0 = O~ DS CMmM~mMmMmuyo
E A e B VI e N T = B i (o B To B o I VIR T B AV s &) o N - @ =~ Mm =M~ M- oc oo
[=1 [= =) BT o BT o BN To BT o B~ S~ S L B B b I o I ot O o T o I 4 VIR o VIR - [Tl 1o BT BT o BT A VIRE SUl T o2 v S o s e I T 0 S T e S e B e B B o |
a ????f????:ﬂ!}????????ﬁ_ w1 LoV Vo T o ¥ I o T 4 4 N o T e I R S R e I w1
—
-

]

] ﬁ\\

|

/

L ; ‘Llw
T i I¥
|
» _ . A\ |

) 3\ /5 3\ N i
® ~ i = | - | o
& =1 53] | ~| o =
& > ! . ! .
3 (=] _nu (=11 ngi _7r_ P~
A 31! i | m|
T T T ___ 7T T ___- ™T T ____-_—._-____ _-__.______ T -__-_~_—_~_—__—4 __._—_ .______—____,-—uqﬁqqﬂ._..
opm g B 7 6 5 4 3 2 1 0

Current Data Parameters

NAME ma1iBav
EXPND 20
PROCNG 1

F2 - Acgquis:tion Parameters

Date_ 20080518

Time 9.03
INSTRUM spect
PROBED 5 mm BBO 88-1H
PULPROG 2930

0 65536
SOLVENT CDACN

NS 24

Ds 2

SHH 10330 578 Hz
FIDAES 0.157632 Hz
AD 31720407 sec
RG 50.8

0w 48400 usec
3 6.00 usec
TE 300.0 K

1] 0.30000000 sec

NUC1 1H

2] 11.10 usec
ALl 0.00 dB
SFO1 500 . 1330885 MHz
Fé - Processing parameters
51 32768

SF 500.1300219 MHz
WO EM

SS6 0

LB 0.10 Hz
GB 0

PC 1.00

10 NME plot parameters

Cx 22.00 cm
cy 12.00 cm
F1P 10.000 ppm
F1 500%1.30 Hz
Fae -0.500 ppm
F2 -250.06 Hz
PPMCM 0.47727 ppr/cm
HICM 236 69841 Hz/cm
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I3C-NMR

Fleckenstein CFP-4-148-

Current Data Parameters

MANE 231188y
01 M @ e D W MWD W0y m T ~ 0y 0y = WW NS M~ S WM m Exono &
- L R e - I I e B SR ST BT BRI S = I e CMENnm =S =W PROCNO 1
i ToEmeg ™~ r L ]
a8 ﬂﬁﬂﬂﬂ@mmmc %mﬂmiﬁ%ﬁ%ﬁm% mﬂﬂﬁﬁﬂﬂnﬂﬂn_ﬂ._ﬂ F2 - Acquisition Faraneters
I | Date_ 20060516
Time BT
% // INSTRUM spect
FROBHD & mm B30 BB-1iH
FULPROG 7gpg30
10 65536
SOLVENT CO3CK
NS a12
05 4
ShH 37593 964 Hz
FIDRES 0573639 Hz
A i sec
AG
Ow usec
OE usec
TE K
01 0.40000001 sec
o1t 0.03000000 sec
a1 0.00002000 sec
==s=smse CHANNEL 1 Temeee
_ KuCi1 3t
] 7.40 usec
PLY 4.00 o8
SFO1 125.7703143 Mz
' Pcep2 E4.00 usec
. PL2 .00 aB
PL1Z 19.00 ¢B
PLI3 18.00 0B
SFQ2 500. 1320005 MHz
, F2 - Processing parameters
51 3278
gF 125 7578312 MH:
WOW EM
Ss8 [
LE 2.00 Hz
GB a
PC 1.00
10 KMR plot parameters
cx 28.00 cn
| 7.00 cm
220.000 ppm
27666.72 H
~B.000 ppm
L B e R s s e S R N s e e L e e e e B s e e -1006.06 Hz
ppm 200 175 15 51 1036354 ppn/om
p 0 125 100 5 50 23 e HICM 130330847 Hz/cm
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13C-NMR (DEPT)

Fleckenstein CFP-4-148-¢
Current Data Farameters
NEME ma1iBav
EXPND a2
FROCND 1
F2 - Acguisition Paraseters
e D e @D e B @M@ @~ e Date_ 20050518
1?,.9?234.1...0.6.4.:”‘0.”9.8ﬁ o IEAVEL - I Tire g.23
.._ml o e e (e BT ol e BT BT e B To - S = -3 oo oM oou oo INSTHUM spect
= I I T T T T S A o I S VS VI TR SV RV B VR Y] oMUy PROBHD & mn SHO BA-1H
i T A T T T T e R i i -
| [ J 1 I | FULPROG dept13h
0 BS536
4 / \\ SOLVENT CD3CN
NS 160
os 2
S 37593 984 Hr
| FIDRES 0.573639 Hz
! U 0.8716521 sec
G 72882
0w 13.300 usec
! 0e 5.00 usec
j Tt 300.0 ¥
Y ChST2 1450000000
' i} 2.00000000 sec
a2 0.00324628 sec
a1z 0.00002000 sec
| OELTA 000000942 sec
ssmzz=== CHANMNEL f] sessssse
NUCt 13C
(2] 740 usec
p2 14,80 usec
' R 4.00 aB
5F0¢ 125, 7703143 MHz
L 5
ssarsccs CHANNEL f2 ===sawes
CROFRG2 waitzib
NuC2 1
F3 11.00 usec
pé 22.00 usec
PCPDZ B4.00 wsec
FLE 0.00 cB
iz 19.00 o8
SFO2 500.1320005 Mz
F2 - Processing parameters
s1 32768
S 125 7578502 MHz
Wik EM
5&8 o
LB 2.00 Mz
GB o
PC 1.00
10 KMR plot paraseters
cx 22.00 ¢m
cyY 5.00 em
F1e £20.000 ppm
F1 2TEEE . 73 hz
Fae -B.000 ppm
T T T A s O N B S B s S S R pa F2 -1006.06 k2
200 175 150 125 100 75 a0 25 ] FEMEM 10.36364 ppm/cm

HIM £INT AT dr fem
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8.039

ppm
— 8.051

IH-NMR

Fleckenstein mTJimTv%-w

Current Data Parameters

00 0 0 = WY @ M 0o M ™~ S e — -
A JRATIE R ISR R R I v B S TASESEERE = NAME ma11dav
O MM~ OW W OIn Wl g g o @ DWW Moo W =1 EXPMO 10
SO M P~ M P ™ s s M M (b o B s B o B A TR o T o VI A TR 4 V) = PROC

T OCND 1

Ff.. 1 7 | j .\.L | _ ] L |

—

== \ é | Z\ F2 - Acguisition Parameters
| Date_ 20060518

Time 8.35
INSTAUM spect
- PAOBHD S mm BBEOD BB-IM
~ PULPROG 730
| i 65536
7 SOLVENT OMs0
NS 24
03 2
* SHH 10330.578 Hz
FIDRES 0.157632 Hz
\ AG 3.1720407 sec
RG 101.6
H 0w 48400 usec
| OE 6.00 usec
/ TE 300.0 K
m 1M 0.50000000 sec
ﬂ =======z= CHANNEL f|
| NUCY 1
H B 11.10 usec
PL1 0.00 aB
¥ 5F01 500 1330885 MHz
L F2 - Processing parameters
51 32768
SF 500 1255856 MHz
WOH EM
556 1}
- i 0.10 Hz
! 58 0
PC 1.00
— ] —r—_ _ B o 10 NME plot parameters
_ Cx 22.00 cm
%4 12.00 cm
__r.| L b I A F1p 10.000 pon
F1 2001.30 Hz
r;x;;;x;; ¥ I ‘ Fai -0.500 ppm
f / F2 -250.06 Hz
= = @ |m ™M = PPMCM 0.47727 pom/cm
5 = 2| s w_ < HZCH 23863838 Hz/cn
H o o @ _h_ 71h
_|-|.|]|_|-|_|_J1.~ T T T L B B e ™1 T T LA T T T T T -._.____.__—_. _.‘__.______—_.___“_.~ _|_.._ -
ppm g 2} 7 7] 5 4 k] 2 1 0
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I3C-.NMR

Fleckenstein CFP-4-126-C

Current Data Faraneters

NAME ma1iBav
[f=l e R e B e B e B A VIR T S s T e B s = sl ] W o g1 o oMo Mmoo Exena "
. I TN =DM o T W n 0~ M Mm@~ D@ NS o @ PROCND !
Mo M o r~ oy ]
2 MMHBWS%WWW%%M.@%W naTEaan a8 F2 - Acguisition Parameters
1 I | " Date_ 20060518
/ — Time B.47
INSTRUM spect
FACBHD 5 mn B20 BH-1H
PULPROG 1g0g30
10 65536
SOLVENT OME0
NS 512
o5 4
L 37593,984 Hz
1 FI 0.573838 Hz
AG 087168821 sec
A 11585.2
Ch 13,300 usec
N 13 6.00 usec
I T 300.0 K
=z 1] 0.40000001 sec
| i1} 0.03000000 sec
OHSHO b 0.00002000 sec
sszmszun CHANNEL {1 sessseuc
o NUCE 132
. P 7.40 usec
| a1 4.00 o8
sFo 125.7703143 MMz
- waz= CHANNE| -
CPOPRG2
NuC2 :
FCED2 4,00 usec
PLZ 0.00 oB
a1 15.00 08
L1l 15.00 ¢B
SFog 800. 1320005 Mz
1
! F2 - Processing parameters
il 51 32768
SF 1257578680 MHz
WOK i
v S50 0
' [1:] 2.00 Hz
G8 o
FC 1.00
i 10 NMR plot parameters
;_ Cx 22.00 cm
_— N " 'l ~ PO [ 7.00 cw
FiP 220.000 ppm
F1 27665.73 Hr
Fer -8.000 ppn
L L R S S By BN B S S | e e B e e B L ms m s F2 100608 Hr
pom 200 175 150 125 100 79 50 25 ¢ M 10.36354 ope/cn
HICH 1303 30884 Hz/ce
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13C-NMR (DEPT)

pam

Fleckenstein CFP-4-136-c

LBl = s B g = I e B =

] e W O M T

oD mM~WE R nn g

L I VI 4 VI SV ST R VR A TR A VR Y]

- wt wm wm w w wt at a
1

SN

I

ppm

Current Data Parameters

NAME ma1Bay
EXFND 12
PROCKND 1

Fg - Acguisition Paraseters

Date_ 200E0518
Time B85
INSTRUM spect
PROSHD 5 =m BBD B3-1H
PuLPROG ceptlEs

m 65536
SOLVENT [

KE 160

0s 2
SHH 37593.984 Wz
FIDRES 0.573639 Hz
&G 0.8716921 sec
RG 10321.3

s 13.300 usec
DE 6.00 usec
TE 300.0 K
CHST2 1450000000

o 2.0000000C sec
02 0.00344628 seC
012 0.00002000 sec
JELTA 0.00000542 5EC

KUCY 130

F1 7.40 usec
nZ 14,80 usec
PLY 4.00 B
SF0Y 1257703143 MHz
ssssssss CHAMNEL f2 s=====z=z
CPDPRG2 wallzig
NUCE 1H

P3 11.00 usec
nd 22.00 usec
PCPO2 B4.00 usec
PL2 0.0¢ 08
P12 12.00 a3
SFO2 500. 1320005 M4z

F& - Processing paraneters

51 32768

SF 5. TATBRET Mz
L] EM
558 e

LB 2.00 Hz
GB o

PC 1.00

1D MMA plot parameters

[ 22.00 em
[ 5.00 cm
Fie 2£0.000 ppm
Fi 27EBE. 73 Hz
E2F -6.000 pom
Fe -10C06.CE Hz
OEMOM 1036364 ppm/om

HICM 1303 30854 Hzfcm
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