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pure DMSO

O~ M~ N o D0 O Moo
0o ~@ —Q N0 o M~ N0 0O ©

= 0 RVt o~wWLLy = @ —M~WNANOo 0 Current Data Parameters
0w W < < o000 Oo ~ OO mo oo o NAME SD-078
= = - T T - T o 8] = bl B as I s B as M e op ] EXPMNO 5
\/ | | | ., e PROCNO 1
[

/
X

F2 - Acquisition Parameters

Date_ 20140529
Time 21.46
_H INSTRUM spect

PROBHD 5 mm SEI 1H-13

PULPROG zgpg30

TD 32768

SOLVENT DMSO
700

o

@)

A\
>:O
no=

U

@)

0
24038461 Hz

F N NH il
2 FIDRES 0.733596 Hz
H Q 0.6815744 sec
RG 57926
S4d DWW 20800 usec
DE 6.50 usec
TE 296.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TOO 1
======== CHAMNMNEL f| ========
NUC1 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
======== CHANMEL f2 ========
CPOPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 420 dB
PL12 13.10 dB

PL13 16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

S5F 100.6128135 MHz
WDW EM

556 0

LB 1.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm

10 /187



purs

[T I T M| [on s BE T e I To I Ty ) £ = WD
~ r— 2w O M~ WO Wy = 0 0 ] — o I i I 3 1
o & O 0 Oy Gy Oy h WD Lo - Uy u o=
a0 oo @ M M~ WO W W0 w0 = (o it B Bt |
VI NN/ | %
!
. !
C/H
P
(:G
cl N" NH,
Se
1!
| i ! |
U0 | U S | N N e e B T S S
10 5 8 7 6 5 4 3 2 1 0 ppm
. \
o e u [5)1 - o Lon]
L) [43] (9] Lo | [ r— —
(o) [ o [an] [s 5] (s3] L]
— | — — — [ L]

Curmrent Data Parameters
MNAME 5D-0682(cid)}

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140424
Time 15.35
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg3l
TD 32768
SOLVENT DMSO
NS 12

DS [}

SWH 7246377 Hz
FIDRES 0221142 Hz
AQ 2.2600021 sec
RG 114

oW 89.000 usec
DE 8.50 usec
TE 2801 K

D1 2.00000000 sec
TDO 1

P1 11.00 usec
PL1 -4.20 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16324

SF 400.1300024 MHz
WDOW

S5B O

LE OHz

GB ]

PC 1.00

11/187



pure

— uw uw @ o —
o [=] o w [ o o (3] o [op B A B il e w5 o Y
Iy i e P o - © — 3 M~W0a oW Current Data Parameters
[T < ;; ™3 o — [=] [+4] w [= e We We Wer We W o] NAME SD-062(old)
— — — — — o I~ = 000000000 EXPMNO 3
| | \ ;,J \ .'I ‘ ‘ | ~H_¢:Exl/’ 4_.:_{,« PROCNO 1
J ! F2 - Acquisition Parameters
Date_ 20140424
Time 15.45
_H INSTRUM spect
//C PROBHD 35 mm SEI1H-13
C - PULPROG zgpg30
TD 32768
O SOLVENT DMSO
NS 704
)J\ DS 0
Cl N NH SWH 24038 461 Hz
2 FIDRES 0.733596 Hz
H AQ 06815744 sec
RG 2896.3
HAe DW 20,800 usec
DE 6.50 usec
TE 2093 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMMEL f| ========
NUC 13C
P1 15.50 usec
PL1 7.30dB
SFO1 100.8233325 MHz
======== CHANMNEL {2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 420 dB
PL12 13.10 dB

PL13 16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

S5F 100.6128121 MHz
WDW EM

556 0

LB 1.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm

12 /187



SO W)WY W) @D = N W OoOWwo MM o
W oo O oEr s e O O U [ ns] (o e e O s 3 O 3 W0 (n]
[Fa BT R =T i o I B o R ot RN @ M WD W O O —
P . L .
=l e s el e il Sl e - IS B B B N B B s
C/H
-~
c”
i
i L
) J\ — .
10 = 8 7 [ 5 4 3 2 1 0 ppm
— || o [l (387 [= =] [==] [as] (221 Ty LSl fat]
(Ta B lanl i [t = |y = (S — [as] = — |
o || [H]ov = o [ <] T3] |
of ol ). of of o - . . . of o«
[ [ = [ [ Ll o] — | ] fan)
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recrystallized from EtOAc
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recrystallized from EtOAc
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F2 - Acquisition Parameters
Date_ 20150129
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SOLVENT DMSO
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(] 0

SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
RG 4597.6

(W 20.800 usec
DE 6.50 usec

TE 2955 K

D1 2.00000000 sec
D11 0.03000000 sec
TOO 1

======== CHAMMNEL | ========
NUC1 13C

P1 10.00 usec

PL1 6.70 dB

SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz16
NUIC2 1H

PCPD2 90.00 usec
PL2 -5.85dB

PL12 9.10 dB

PL13 12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters
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LB 1.00 Hz
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SWH 24038 461 Hz
O FIDRES 0.733596 Hz
A 0.6815744 sec
RG 198.09
N N H (W 20.800 usec
2 DE £.50 ussc
H TE 2996 K
. D1 2.00000000 sec
S4 D11 0.03000000 sec
TOO 1
======== CHAMMNEL | ========
SF01 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 4600000000 W
======== CHAMNMNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

Sl 32768

S5F 100.6128187 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

A

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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purs

MW A DU WS s Ty M [ o = O U H M T~ o~ M Cumrent Data Parameters
M~ U0 O o M~ [~ W o= uny e - I S G O i U T T S S s R T I MAME SD-08D(new)
[ e s R N e e e R e - [ s =l s e = e e el e T B TR B B S R R EXPHO 4
s s o2 % 8 2 s % & s . P T PROCHO 1
-~~~ W = (ab I o I o o Vot Bt BN B ot B ot BN ot B oV VI ot I B
| F2 - Acquisition Parameters
\ | Date_ 20140618
Time 18.56
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg3l
TD 32768
SOLVENT DMSO
- H NS 12
-C DS 0
1 P C [ SWH 7211.530 Hz
I-Fr FIDRES 0220079 Hz
@) AQ 22719147 sec
RG £0.08
J.J\ oW 89.333 usec
DE 10.52 usec
N NH2 TE 2885 K
H D1 2. 00000000 sec
TDO 1
S4j = CHANMEL f1 ===
SFO1 400.1324008 MH=z
NUC1 1H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters
Sl 16324

SF 400.1300024 MHz
WDOW

S5B O

LE OHz

GB ]

PC 1.00

S S— S . S | W ...._,.7.._&.,1? Y | G

10 5 3 7 g 5 4 3 2 1 0 ppm
\ [ k
oo Lﬁl.\ﬂ\ (e o |l - G‘\}
[=117¢] — | - (s3] [==] = o =
o T Lo Y o o o ™ [ (=] L]
— | | i o] (s3] — ) |
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pure

h W M~ O =
P~ [x' s} w0 uw [ap] (] uw  uw Lo T o ol e s I Y R
w - o~ o o @ O —dm LN O @S~ Current Data Parameters
u S0 NN e — w o (o We W We We We W o Wall sl NAME SD-090({new)
- — - — QO w SO0 000N EXPMNO 3
]
OV UTT T N\ e
H k F2 - Acguisition Parameters
Date_ 20140619
Time 20.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
H TD 32768
SOLVENT DMSO
-c” NS 447
. -~ <
-Pr c~ ™ ;
I SWH 24038.461 Hz
O FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 198.09
N NH (W 20.800 usec
2 DE 6.50 usec
H TE 299.1 K
. o1 2.00000000 sec
S4j D11 0.03000000 sec
TDO 1
======== CHAMMEL f| ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W
F2 - Processing parameters
sl 32768
SF 1006128177 MHz
WDW EM
S58B 0D
LB 2.00 Hz
GB 0
FC 1.00
T T T T T T T T T [ [T [ T T [ [ T [ T T [ O T
190 180 1170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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V] Current Data Parameters

Wy & O 0 = O ) ] Tyl o = O W)~
R AT == ] o ™ oo ocoor I MAME 3C155
OV G o 0 () O Y (aa] = = [T To ITo RS - eyt o EXPNC 1
P s e e s v + + s e s e s ' PROCHC 1
el e el el o =y oy o408 e e o
| F2 - Acquisition Parameters
{li Date_ 20140702
Time 812
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
ol oW om ;M o o
Mo oo r.:-lgL\l"ENT lzDM.:-O
ooanoan DS 0
- e~ [~ SWH 7211.520 Hz
_ H FIDRES 0220078 Hz
‘ ‘ | ‘ | _ C Ad 22718147 sec
-z RG 4515
t-Bu C oW 60.333 usec
O DE 10.52 usec
TE 2088 K
D1 200000000 sec
/] J’J\ TDO 1
{1 N N H2 ======== CHAMNMEL f| ========
| lllﬂl H SFO1 400.1324008 MHz
I| ] | MUC1 iH

| v S4k P1 12.80 usec
J/ \ \/L PLW1 15.00000000 W

F2 - Processing parameters

T T —T — T 51 16384
7.34 7.32 Fpm ;v’ijw 4EH].|3EHéE"32MHZ
S5B o
— ) B OHz
T— T GE O
= PC 1.00
&
o
I
it
,,,,,,,,,,,,,,,,, ) n.__._.JL_,__,,_J”\_,_.__, I P ll._L I PR _J.rLJL_L_
R B I o o e I e o o I o e L L B e o
10 S 8 7 3 5 4 3 2 1 0 ppm

897 —

=] = — = o

=] o oy u o4

[ } o] o Lay} =

. . . . . .

—i ] — (=] u u)
o
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2] o m o 0 I~ Ty ]
-] O o 0o o o] o o TN
[Ts] e R} 0w o ™™ @M~ Moooo Current Data Parameters
[Te] =< ™ ooy e =] w o OO OO M- NAME SC155
-— — - - o - g ap B ap B wp B o B o0 T A0 T o N ab ] EXPNO 3
I IRV | S\ O
! ( F2 - Acquisition Parameters
Date_ 20140702
Time 9.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32763
SOLVENT DMSO
-H NS 1000
-C DS i
t-Bu C - SWH 24036 461 Hz
O FIDRES 0.733596 Hz
AQ 0.6815744 sec
)J\ RG 198.09
oW 20.800 usec
N NH DE 650 usec
2 TE 300.0 K
H D1 2.00000000 sec
D11 0.03000000 sec
S4k TDO 1
======== CHAMMNEL {1 ========
SFO1 1006233319 MHz
MUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[Z waltz16
PCPD2 90.00 usec
PLWZ 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W
F2 - Processing parameters
sl 32768
SF 100.6128096 MHz
WDW EM
S5B 0D
LB 2.00 Hz
GB 0
PC 1.00
T T T T T T T T T T [ T T T [ [ T T A [ I T O I T e
190 180 170 160 150 140 130 120 110 100 90 80 7O 60 50 40 a0 20 10 0 ppm
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NAME SC165
2

MO OW O 0D DM ™ o] =] EXPNO
PSS AR L Lt 3 = 3 PROCNO 1
A . . . Date_ 20140801
O M~~~ - o o Time 22.05
e INSTRUM spect
\ PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT DMSO
NS 12
DS 0
SWH T246.377 Hz
/H FIDRES 0221142 Hz
-C AQ 2.2611110 sec
F (old RG 114
@) DW 69.000 usec
DE 6.50 usec
)J\ TE 2998 K
D1 2.00000000 sec
H NH, TDO 1
======== CHANMNEL 1 ========
S4| NUC1 1H
P1 15.00 usec
PL1 -5.85dB
SFO1 400.1324008 MHz
5l 16384
SF 400.1300035 MHz
WwDw EM
55B 1]
LB 0.00 Hz
GB 0
PC 1.00
l
........... I | ¥ | N __JI\_ — ...-......._.Jl _._..J\...,l .
R R D N D D D B I AL AL B
10 g g 7 3 5 4 3 2 1 0 ppm
| f \
o - Oy ) [
Lan (¥ ] < | oy lsn} —
oS oo O [+s]
|~ Lo ~— [an]
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o O < WS OOW v~ O s
MOD OOA--NOTOW - TRNSQ3D
e M o e 00 e O — P~ ) © @ ~0noMmoo Current Data Parameters
l.nl.nE MO O ™ ™= — o ~ o oo OO NAME SC165
— o ™ T T T T T T T T 8] = = bl or A s B B an I s ] EXPNO 4
OV TV P e
| F2 - Acquisition Parameters
Date_ 20140801
Time 2358
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
H SOLVENT DMSO
//C NS 1964
F C - DS 1]
SWH 24038 461 Hz
O FIDRES 0.733596 Hz
AQ 0.6815744 sec
JJ\ RG 2896.3
N NH oW 20.800 usec
2 DE 6.50 usec
H TE 301.5K
01 2.00000000 sec
S4| D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13 12.10 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
sl 32768
SF 100.6128174 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
| PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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SO MNOIMOEn S G — — @ O Curmrent Data Parameaters
Lo s T N U R T B e o w OO NAME SD-086(new)
o CYEr MM MM o Lo Ul uy =po=p o=y EXPNO 1
e s s s 8 s s s 8w . - P PROCHO 1
L= =T n T el el e el el e - o) LR B IR |
\ | \\‘W ‘ W F2 - Acquisition Parameters
| Date 20140827
Time 13.09
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT DMSO
NS 12
s H Ds o
-C SWH 7211.530 Hz
- FIDRES 0.220079 Hz

Cl C

AQ 2.2710147 sec
(@) RG 142
)J\ oW 69.333 usec
DE 10.52 usec
TE 2085 K
N NH 2 D1 2.00000000 sec
H TDO 1
S4 ======== CHAMNMEL f1 ==
m SFO1 400.1324008 MHz
NUC1 1H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300034 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

f L
S— R | S— .__,_J'\_, e SEUNDY (PR N | S— ......_LL.....__FL_-—._..JJ.L_.-.
10 9 a 7 & 5 4 3 2 1 0 ppm
oW Lﬁc}% ] )
=1ty | o) [
o | o | -~ o
1 R =y ; o
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—
w a -0t o - ™~ o —O~DNO® Current Data Parameters
u = [ R — us] [++] oGO NAME SD-096({new)
- - - o — o ~ = 0300 00000 EXPNO 4
‘ | \ I|II | |I ‘ | ‘ L e PROCHNO 1
! F2 - Acquisition Parameters
Date_ 20140627
Time 17.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
_H TD 2768
//C SOLVENT DMSO
bs a
O SWH 24038 461 Hz
JJ\ FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 195.09
N N H2 DW 20.800 usec
H DE 6.50 usec
TE 3006 K
S4m D1 2.00000000 sec
D11 003000000 sec
TDOD 1
======== CHAMMNEL {1 ========
SFO1 100.6233319 MH=z
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 034252000 W
PLW13 D.27744001 W
F2 - Processing parameters
Sl 32768
SF 1006128182 MH=z
WDW EM
S5B 0
LB 2.00 Hz
GB
PC 1.00
s "~ ___Jn_ L " o ] S—— r‘_ml_
T T T T T T T T T T [ T T T [ [ T T A [ I T O I T e
190 180 170 160 150 140 130 120 110 100 90 80 7O 60 50 40 30 20 10 0 ppm
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@MU @M OO~ OMOWe Ao o N U O D Current Data Parameters
g~ Onn S NNNNNNADOSO O i~ as] [N eR el Weills MAME SO151
R R s N R R R R B Ry A R R R R el Ty] R i et EXPMNO 1
e . e e s s PROCNO 1
[l el el el el el el el el el el el el el el el R T ¥ = T I oV I o U o I B
b e L | At | F2 - Acquisition Parameters
R — | Date 20150808
T Time 18.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
_H SOLVENT DMSO

SWH 7211.538 Hz
FIDRES 0.220079 Hz

-C
o AQ 22710147 sec
JJ\ RG 177.18
N M/ DW 60333 usec
N NH 2 DE 10.50 usac
H

TE 2082 K
D1 2.00000000 sec
0 1

== CHAMMEL f| ========
SFOA 400.1324008 MHz
NUC1 iH

P1 12.90 usec

PLW1 15.00000000 W

F2 - Processing parameters

5| 16384
5F  400.1300036 MHz
wow EM
588 D
LB 0Hz

‘ ‘ | GE D
J PC 1.00
| I
— - k_

0.9%96
/
0.963

10 5 3 7 I 5 4 2 2 1 0 ppm
) | \ N
< w ey o o — o w
(o] o LD P~ oo - ns ] Ty
o (52 [a)] o oo o o o
= lale — o — ol e
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DNOTND =M~ TMOONOMOW ™ ~—~0NDOo
qmm'aqtqq'qﬂhmmhhmmfomm?mmmqgg Egﬂﬁggg Current Data Parameters
BB RSOV SAANNANIIIIEE 8w SCoomo oo NAME S0151
T T T T T T T T T T T T YT YT T T v v v v v v v 0 [~ = 000 00N EXPNO 3
L L I/ RW{’ PROCHNO 1
F2 - Acquisition Parameters
Date_ 20150911
Time 8.33
INSTRUM spect
H PROBHD 5 mm PABBO BB/
s PULPROG zgpg30
-C D 32768
F C SOLVENT DMSO
O NS 558
DS 1]
)J\ SWH 24038 461 Hz
FIDRES 0.733596 Hz
N NH2 AQ 0.6815744 sec
H RG 1958.09
F oW 20.800 usec
S4p DE 6.50 usec
TE 2986 K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 47.50000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.33750001 W
PLW13 027338001 W

F2 - Processing parameters

=] 32768

SF 100.6128180 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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S UG oW o WD DO D — =g = Current Data Parameters
O — WD) e O O mr Oy Y P DD o w MAME SC1i7a-2
P oD 0D 0D 00 [~ o owr ) 0 O e ™ T3] ™ EXPNO 1
P T . . . PROCMHO 1
o=l s e e e Sl el el il il el el o —
F2 - Acguisition Paramesters
/ Date 20140830
Time 808
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDCI2
~TMS NS 2
-C DS (]
C// SWH 7211.538 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG 168.74
oW G9.233 usec
~Ts DE 10.52 usec
02N N TE 2001 K
H D1 2.00000000 sec
TDO 1
SSg z======= CHAMMEL f| ========
SFO1 400.1324008 MH=z
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

R S SO NN S U 1" ST
10 9 8 7 6 5 4 3 2 1 0 ppm

) (15 (=) (X =) ) fee) o [ |

o || [ | w0 o ) — [

o= ol|lo|lo|o | =) m r~ = |0

— — O e | o] ™ — o
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SRR SR R 0 o
oo RN or e e B 0N D @® 2
T T T T T T T T T o = = = o™ i
| I | [ ‘
VNNV
~TMS
©
~Ts
O,N N
H
S5¢g
w LMIN
U LR L R LR LRl R LR LR LR LR R LR LR R LR LR LR LR R L LR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O

Current Data Parameters
NAME

SC178-2
EXPNO 3
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20140830
Time 9.14
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 2768
SOLVENT CDCI3

NS 1195

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 3002 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768

SF 100.6127464 MHz
WDW EM

SSB 0

LB 200 Hz

GB 0

PC 1.00
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Mo OO 00U D WD AD uy o @ Curmrent Data P.?“rameters
aa B s W s B o W s W s W s s R e — [ — MAME SC174
0= = WO W uu =p =0 ose oy o = [ o EXPNO T
« & & s = s & s s w = . . - PROCHO 1
P~ 0=~ 0~~~ 0~~~ - ™ i <
F2 - Acguisition Paramesters
\ / Date_ 20140823
Time 14.41
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
. - TD 32768
o - SOLVENT cDCi2
A ~TMS NS 2
- e -C DS (]
e SWH 7211.530 Hz
e FsC C FIDRES  D.220079 Hz
AQ 2.2718147 sec
RG BB.D8
oW G9.233 usec
~Ts DE 10.52 usec
N TE 2083 K
H =] 2.00000000 sec
TDO 1
85 n ======== CHAMMEL f| ========
’I SFOA 400.1324008 MHz
NUC1 iH
| P1 12.80 usec
| | PLW1 1500000000 W
n | F2 - Processing parameters
| S| 16384
| | | SF 4001300000 MH=z
iy WoW EM
Vol S5E D
l I| I ' fg 0O Hz
j 'J \ GB D
—_— - PC 1.00
o B
Frm
r~ = r
™ =] fa]
e ] ]
(=] — =]

i, e — ..-——L—J\-—/‘Jl\‘—"—ﬁ-}‘\-_- u_;lk_....__,

10 9 8 7 3 5 4 3 2 1 0 ppm
- h ‘?'k un o
g (=] 2% o o b=
=l LY [ ] o — [ ]
e P 0 ™
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o (s3] =+
@ L = Current Data Parameters
@ o~ P NAME SC174
o oo T EXPNO 5
‘ | PROCNO 1
F2 - Acquisition Parameters
Date_ 20140824
< e 0B oo o~ Time 19.52
INSTRUM spect
. g "q; g G e 3 PROBHD 5mm PABBEO BB/
[t It I VI o s I | o $HLPROG 32?52{?':930
bl ol -
| _TMS SOLVENT cDCI3
| -C NS 2192
F4C c” % ;
3 SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 198.09
~Ts DW 20.600 usec
DE 6.50 usec
H TE 299.8 K
D1 2.00000000 sec
S5n D11 D.03000000 s&c
TDO 1
======== CHAMNMNEL {1 ========
SFO1 100.6233319 MHz
MUCA 13C
P1 10.00 usec
PLWA1 46.00000000 W
======== CHANNEL 2 ========
SFO2  400.1316005 MHz
NUC2 1H
CPDPRG[2  waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12  0.34252000 W
PLW13  0.27744001 W
F2 - Processing parameters
sl 32768
| SF 100.6127460 MHz
WDW EM
SSB 0
|M|| | LB 2.00 Hz
! i’j\“w"v " GB D
PC 1.00
— 71 T T T T T 1
128 126 124 ppm

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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[ IR 3 W N i T - L T Y 5 0 s o s o o i = =
T OO @S & Ul m WD T =1
HHddHoOoOm~YVVLNNN ™ oy
cncnmmcncnr*r [l el e 4 o
C/TMS
Py
7,
O,N c”
N/TS
I..--- ) S - . S — . - L " . L -
8 7 € 5 4 0 ppm
[a] =) Y (S o [ = |
(B IToN (V] [l Bl (] Iy} O =
oo o oo |— o o |
P I I e . L.
—|al-lolo]m o w|o

Current Data Parameters
HAME

S0068-1
EXPMNO 1
PROCHO 1
F2 - Acguisition Paramesters
Date 201850122
Time 840
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT cDCi2
NS 2
Ds o
SWH 7246377 Hz
FIDRES 0.221142 Hz
AQ 22608821 sec
RG 114
oW 62000 usec
DE 5.50 usec
TE 2857 K

D1 2.00000000 sec
0 1

======== CHANMNEL f1 ==
NUC1 1H

P1 15.00 usec

PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 4001300084 MH=z
WDW EM

S5B o

LB OHz

GB ]

PC 1.00
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SOOOWWWNS~M~ O
O~~~ O B o ) o - - ol
WO o0 O T~ WD~ 7 WD o n o m @ -— Current Data Parameters
. [ =4
ST OONNNN T O I~ M~ = 0 — a MAME SO06E6-1
T T T T T T T T T (53] P = = ("] ] EXPNO 2
VAW T W S
F2 - Acquisition Parameters
Date_ 20150122
Time .44
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
_ C/TMS TD 2768
2 SOLVENT CDCI3
O,N C NS 108
DS 1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
~Ts AQ 0.6815744 sec
N RG 2896.3
H oW 20.800 usec
DE 6.50 usec
850 TE 2959 K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127506 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

34/187



[ R e B T S QY T} o o Current Data Parameters
N~ NO>E AW ] P~ o4 MAME sSC181-2
o It I o I B T ol e IR Co - s B u u ] EXPNO 1
a8 % 2 2 s s s & & % % . - . PROCHO 1
oo oo o~~~ o4 — (-
| F2 - Acguisition Paramesters
| Date_ 20140831
J Time 1410
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TMS T 22788
7
SOLVENT CDCI3
-C
2 NS 2
C DS 0
SWH 7211.538 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
_CN RG 00.72
oW G9.233 usec
O 2N ll\l DE 10.52 usec
TE 2883 K
Ts D1 200000000 sec
7g TDO 1
======== CHAMMEL f| ========
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300088 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

e — .J..___L J_,_ EEEEEEEEEEEEEE——————————— .,._L_olx_-__.__._u_l_,_._...l- W

10 5 8 7 6 5 4 3 2 1 0 ppm
%}N 3|7 1—|K o kﬂk F\]\
O fed| e | |ed o —
] [ 00 [ Dol Fa ) ot} =} o o
o of of . B . .
|| || ™ (a3}
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PHoBRRICZER o~ o o
N0 Y0000 E.NG". - <
TFTOO OO ooy oY I~ I~ o =
— T T T T T T T T P = = o ]
|
1
1
1

——110.90
—106.26
—96.63

i
Vi
§

~TMS

(TGS

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

Current Data Parameters
NAME

SC181-2
EXPNO 3
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20140831
Time 14 .25
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 251

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec
DE 6.50 usec

TE 2993 K

01 2.00000000 sec
D11 D.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

=] 32768

SF 100.6127485 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00
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OO W WY | P 0D e o - oy Cument Data Parameters
o oer Ty [ owr e O O O oo WD WD w (s3] MAME SC178
M M~ W W W W W WMoy = — EXPNO 2
P T . . PROCNO 1
[l el e e e S Sl Sl e ol o (=]

- - = = =
W F2 - Acquisition Parameters
Date_ 20140825
i 541

Time
INSTRUM spect
[T TR e e R R R I S EEEF?QC?G 5 mm PZAEED BB/
L= e T i - Ut e s T o s s QLY o] g
M~ W0 W W W WD WD WM M TD 32788
P SOLVENT CDCI2
M~~~ ~TMS NS

FIDRES 0.220079 Hz

~ T !
\\ \ 'II / \, / F 3C C///C g‘i‘H 72 ?1.539 Hz

AQ 2.2718147 sec
RG T A2
oW G9.233 usec
/CN DE 10.52 usec
TE 2887 K
| D1 2.00000000 sec
TOOD 1
Ts
7n =————=—== CHAMNMNEL | =======—
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300083 MH=z
WDW EM
S5B o
‘ LB OHz
‘ GB ]
'1 ‘ || PC 1.00
iy l|
_J u
T T T T T T T
7.8 7.6 prpm
R
< | | = ol
]| (o [Xe) )
e ] | fon ) o Lo} L}
|l | — o
— S U S . k_/\_.j\__uj\_l__
L L L B B L L L L L L L L L B I L B B
10 9 3 7 s 5 4 2 2 1 0 ppm
e w
o o
— ™
™ o
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R e e M . T T LT 3
- — bl - =
I~
' s od o . e L = = Current Data Parameters
e EvEYEvE (=N = ] (%)) Lo MR MY g ar]
Tr88888ssR3 888383288 s~nNs o P NAME SC176
T T T T TS T T T T T T T T v v v v v v v ) [~ [~ = = o ] EXPHO 4
L L L e = A l\ PROCNCO 1
F2 - Acquisition Parameters
Date_ 20140826
DO W~ M~ 0000000 ET?I'RUM 9'158‘:‘
P At b S s PROBHD 5 mm PABBO BB/
[ R Ry Ky OO W W s o
R R R L Y PULPROG zgpg30
| SOLVENT CDCI3
'/ /////// - NS 1744
F3C C SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
RG 198.09
-CN DW 20.800 usec
I DE 6.50 usec
TE 299.7T K
Ts D1 2.00000000 sec
n D11 0.03000000 sec
TOO 1
======== CHAMMNEL | ========
SF01 100.6233219 MHz
NUC1 13C
P1 10.00 usec
PLW1 4600000000 W
======== CHAMNNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
|LJ -4__LJ|»_L PLW12 034252000 W
W4 PLW13 027744001 W

— T T F2 - Processing parameters

Sl 32768

S5F 100.6127490 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

.JJlJ 1 J |

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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W R oW MU ool oo o o — Curmrent Data Parameters
O A O~ — o Www w ] [a31 MAME SO071
[t I o NI R IRV I o R U o R e T T o T o T N | = o — EXPMNO 1
8 s s = & % % % = s s = = . - . PROCHO 1
oo @o@ooe-re-re-re-r-r-rer- o o 3
F2 - Acguisition Paramesters
Date 20150203
Time 825
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
Ds o
/TMS SWH 7211.530 Hz
//C FIDRES 0.220079 Hz
O N C - AQ 2.2718147 sec
2 RG 38.80
oW G9.233 usec
DE 10.52 usec
TE 28786 K
/CN D1 2.00000000 sec
I\II TDo
TS ======== CHAMMEL f| ========
70 SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300080 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

B — SN | L S S — .,.;._._Jl\. I._a..,l___ _._J.leLL..._

10 5 3 7 I 5 4 2 2 1 0 ppm
'\ VN \
= |un ) |y [ '\D\ i~ — = uy
o WD O | [ {231 -y L = —l
o | oo o Lo Lo — r—~
o | o o ) ] oo
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OO~ TFTONND M~
NOM=-ROONNS @0 @ o= o r~
Mmoo ma<t < L @ n o m o -+ Current Data Parameters
TTOMOOONNNN OO w M~ = 0 o = NAME S0071
T T T T T T T T YT T T ()] P = = o ] EXPNO 3
\.I \\N V/ -\I In"l ‘ W PROCNO 1
1 )
! F2 - Acquisition Parameters
Date_ 20150203
Time 9.22
INSTRUM spect
PROBHD 5 mm PABBO BB/
TMS PHLF’ROG 32?5269;)93[]
.c” SOLVENT cocia
2 NS 1000
OyN C DS 0
SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
/CN RG 1958.09
N oW 20,800 usec
I DE 650 usec
TS TE 2992 K
70 D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768
SF 100.6127537 MHz
WDW EM
SSB 0
LB 200 Hz
GB 0
PC 1.00
M I ) | . s |8

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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WA= o0 O O=ome] ) oo 1] [Ts] o
e M N A OSSO N~ Uy U =D (4] [==] [T
= = WO w0 U W0 U sr owr owp e e o= ) ) 67 6T 6 0] o3 = u
T D . . .
L e e e el S el el el el e ™ ol —
NOOUN OO WD
B B B0 B o B o (T I i e T g B ]
H TS I I R I T T W W W o
< - . - - - . - - . . - -
C///C el el e e el el el
\\\lll \\ |
ANV N
N/CN
|
|I
" Wy
_Jl"ﬁ'l"lux._,«’\-) \ ul\
I I
7.3 7.4 ppm
(e ~— o0
o = I
(-’ ~— [
— o o
U A R
R B e L o TR T B e o e o AR s Baama
10 9 g 7 & 3 4 3 2 1 0 ppm
o[ e])m (= e
[l ks o) s ol (] syt Ly —
o |o|—|o|lo a o
o [ e e |~ o o

NAME 30103
EXPNO 1
PROCNO 1
Date_ 20150406
Time 11.47
INSTRUM spect
PROBHD 5 mm BBO BE-1H
PULPROG zg30

TD 32768
SOLVENT CDCI3
NS 12

Ds 1]

SWH T7246.377 Hz
FIDRES 0.221142 Hz
AQ 22611110 sec
RG 5747

DWW 69.000 usec
DE 6.50 usec

TE 2993 K

D1 2.00000000 sec
TDO 1
======== CHAMNNEL f1 ========
NUC1 1H

P1 15.00 usec
PL1 -5.85dB
SFO1 4001324008 MHz
Sl 16384

SF 400.1300096 MHz
wDw

35B 0

LB 0.00 Hz

GB 0

PC 1.00
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o I Y s T S B i ol ¥ ¥ T Y

OO — O NOOOo =T = oo [

g QP i S e i ~o oS ® @ Current Data Parameters

g%gmmmmmmmo = M~ I~ I~ 0 -— MAME 50103

— T T T T T T T T T @ =~ =~ o EXPNO 3

N\ N\ S,
F2 - Acquisition Parameters
Date_ 20150409
Time 1353
INSTRUM spect

H PROBHD 5 mm BBOQ BB-1H
-~

PULPROG zapg30
-C T 32788
C SOLVENT cDcI3
NS 53
DS 0
SWH 24036461 Hz
-CN FIDRES  0.733596 Hz
AQ 0.6815744 sec
' D %5 560
ZH. usec
8a Ts DE 5.50 usec
TE 2942 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANMNEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1  100.6233325 MHz
—=—===== CHANMEL {2 ========
CPDPRG[2  waltz18
NUC2 1H
PCPD2 90.00 usec
PL2 5385 dB
PL12 .00 dB
PL13

9.00 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127581 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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M~ W0mw oD oM Ty I — @G W Current Data Parameters
RN E=L e R Ry R Ry ] fu's] -y SO MW MAME SD-102-DMSO{new)
[ TR TR e BE I e B e —~ ) W W owEr owp o=po=p EXPNO 1
L T I T PROCHO 1
~—r~r~r~rm~m WO - ] o] [ LA S R e
\ | F2 - Acquisition Parameters
| Date 20140707
| Time 13.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT DMSO
NS 2
H Ds o
- SWH 7211.538 Hz
//C FIDRES 0.220079 Hz
C - AQ 2.2718147 sec
RG 63.58
oW G9.233 usec
DE 10.52 usec
TE 2000 K
/CN D1 2.00000000 sec
MeO |I\| TOO 1
Ts ======== CHAMNNEL f1 ==
8b SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300034 MH=z
WDW EM
S5B o
LB OHz
GB ]
PC 1.00
— N ..--._‘\._..I_JJ'..._..._Jl. . .‘/lL.._ S
L L L B B L L L L L L L L L B I L B B
10 ) 3 7 I 5 4 3 2 1 0 ppm
o = w E'._JK [} |_'--K 1—|K
o an LD o] W —l
oo (s3] [s3! (s3] [} o
Ll (o] (=] [l o ™
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o) O MO OOS OLW~n
o N @O0 oG S S SIZIRBSES & Current Data Parameters
3 T AIZI[IL=-Les 6 o BOoG G ®G O — NAME SD-102-DMSO(new)
-— - T T T T T T T T T o ~ WO o EXPNO 3
TN T T TR -
! ! | l F2 - Acquisition Parameters
Date_ 20140707
Time 1425
W W INSTRUM spect
[e; [ 7} PROBHD 5 mm PABBO BB/
=t =t PULPROG zgpg30
™ M TD 32768
- SOLVENT DMSO
| -H NS 1046
W, -C DS 0
C - SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 195.09
.CN DW 20.800 usec
M e O N DE 6.50 usec
| TE 3006 K
o1 2.00000000 sec
Ts D11 0.03000000 sec
8b TDO 1
======== CHANMNEL {1 ========
SFO1 1006233319 MH=z
i NUC1 13C
I P1 10.00 usec
Ilr‘lll || PLW1 46.00000000 W
. —======= CHANMEL {2 ========
|| \ SFO2 400.1318005 MHz
[ NUC?2 1H
\ CPDPRG[2 waltz16
J \\ PCPD2 90.00 usec
— B PLW2 15.00000000 W
PLW12 034252000 W
I PLW13 D.27744001 W
135.0 ppm
F2 - Processing parameters
Sl 32768
SF 100.6128192 MH=z
WDW EM
S5B 0
LB 2.00 Hz
GB 0
PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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R Ry E=E = i o~ Cument Data Parameters
— O WD e WD R —~ o MAME SC180
[t U B T b T o B ot EXPNO L]

- - - . - . . . - . - PROCNO 1
[l el e el i il [

F2 - Acguisition Paramesters

—2.936
&
3
—1.556

Date_ 20140715
Time 12.04
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULFROG 230
) T 22788
oS 2 2o SOLVENT cDCI3
C/H ™M m ™M o oo gg 02
7, s * s i B * ®
C// ~r~ - M~ o~ SWH 7246.377 Hz
FIDRES  D.221142Hz
AQ 2 26080821 sec
RE 181
oW §9.000 usec
/CN DE §.50 usec
Me N TE 207 B K
I I D1 2.00000000 sec
| TOD 1
Ts I
8C | ======== CHAMMEL f1 ==
|| | NUCH 1H
AN M P1 15.00 usec
IU I'u'lll Jﬂuq i PL1 -5.85 dB
A SFO1  400.1324008 MHz
_J - WAVAVR °
T T T F2 - Processing parameters
- S 18384
7.4 7.3 7.2 ppm SF 4001300100 MHz
WoW EM
SSE 0
LB OHz
| e e o o
o || | el GBE 0
= | ol o P o) PC 1.00
(=Nl (-] o]
S — S — .-....._._._.....-L, .-d-'L-L-J—-I-.-.- (R
10 9 8 7 3 5 4 3 2 1 0 ppm
L
O | [ | O D [Ty O [na]
o | (oo e o o oo =~
[a] Lo ) YRR Tan ] (] f471 O — | [
[t [ P Rl ol o] o (ol [nd] —
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COOMUWMOMNMM~ON W
mfmmﬁfgggg :3 55%’55 EE Current Data Parameters
gqggmmmmmw o o M~ I~ I~ @ o — MAME SC160
— T T T T T T T T T = 00 = = = = o 0 EXPNO 1
SN T W v e
|
! F2 - Acquisition Parameters
Date_ 20140716
Time 13.58
INSTRUM spect
PROBHD 5 mm PABBO BB/
_ H PULPROG zgpg30
_ C TD 32768
7 SOLVENT CDCI3
C NS 563
DS 1]
SWH 24038 461 Hz
CN FIDRES 0.733596 Hz
- AQ 0.6815744 sec
Me N RG 198,09
| ow 20.800 usec
TS DE 650 usec
80 TE 2998 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127484 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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first point

MOOOMWOO A OO~ OO o o o T Current Data Parameters
A= = = o e o e o B o R T T IR - i B o — o [s)! MNAME SD-083(cld)
[ e AT I U L s T B I B e B e B 3 = [Ty EXPNO 1
T f . ' PROCNO 1
r=~ [~~~ ([~ [~ 0~ 0~ 0~ 0~~~ 0~ 0~~~ o4 —
L | A_4 F2 - Acguisition Parameters
\I Date_ 20140804
Time 14.48
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg30
(o B p WL BN | — [ MO~ OMmMWw O TD 327E8
& o o w D D P TR e _H SOLVENT cDCI3
Wy = e = ™ I o o /C NS 12
- . . . . . . . - . . . . . . . // DS D
r =~ r~ - - r~ = [~~~ 0~~~ C SWH 7246.377 Hz
| FIDRES 0221142 Hz
/ \ i / AQ 2.26800021 sec
RG 114
/ /C N oW 69000 usec
| A F N DE 6.50 usec
|| I I TE 208.2 K
D1 200000000 sec
| || f 1 Ts TDO 1
(i1 A 8d
f i |||t an” )
f ||UIU|||\_ \ “J“UN i 1H
\J .I'I IK |”| P1 11.00 usec
- — — | PL1 -4.20 dB
T T T | I SFO1 400.1324008 MH=z

F2 - Processing parameters

Sl 16334
/” SF 400.1300091 MHz
(el WDWwW EM
— @ SSB o
= LB 0H=
= o ] GB D

PC 1.00

3

u

0
L015

10 9 8 7 € 5 4 3 2 1 0 ppm
O D oy r— =
e ol [l B0 ~— -
oD | DD (s3]
1] Ll IS D [0 o] [aa]
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first point

N DOWOM~—0O S — [~ 0 — Do
qmmgngmmhgﬁqqng @%%8%: g Current Data Parameters
BRYRLIBRIIREREEE g9 oo - NAME  SD-D83{cld)
T T TS T YT T T T T T T T T T T T 0 00 = = = = (5] EXPHO 4
| / Rﬁﬁ\ || / W \l,li | PROCNO 1
ll ! F2 - Acquisition Parameters

Date_ 20140604
Time 15 46
INSTRUM spect
PROBHD 5mm SEI 1H-13
PULPROG zgpg30
H TO 32768
T~ T (D - SOLVENT CDCI3
N—OO © ™ -C NS 1047
. I " ’d
WM M~ I~ C DS 0
A SWH 24038 461 Hz
© 9 L5 ) FIDRES 0.733596 Hz
g \\ / | ‘ AQ 0.6815744 sec
e9 w9 [ -CN RG 8192
- = -8 F N DW 20.800 usec
(] b | DE 6.50 usec
Vo \ ff Ts TE 2973 K
I I 8d D1 2.00000000 sec
D11 0.03000000 sec
TOO 1
======== CHAMNMNEL f| ========
NUC1 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
‘ ======== CHANMEL f2 ========
CPDPRG[2 waltz16
‘ ‘“ | NUC2 1H
‘ | I| | J| f PCPD2 90.00 usec
| FL2 -4.20 dB
U' I N Y |"“\I\~ PL12 13.10 dB
otV st 1 \lynan PL13 16.10 dB
AR AAR b i b 1‘IIB SFO2 400.1316005 MHz
136 ppm ppm F2 - Processing parameters
| 32768
SF 1006127723 MHz
WDW EM
SSE D
LB 1.00 Hz
GE 0
PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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purs

OO LD @ U D e O — =] Current Data Parameters
OO =] o= O O D MDD - o MNAME SD-0768(cid)
[t = IS S s W s W s s Bt | < - EXPNC 1
s os o8 o8 % s o 4w . . PROCHO 1
L el sl ol ol ol ol el el o © o
F2 - Acquisition Parameters
I,/ Date_ 20140521
Time 242
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg30
TD 32788
~ oo g ; W $ SOLVENT cDCI3
-0 o~ [+ =}
_H = o= M) ) MM gg 102
- o v SWH 7246377 Hz
C//C f e b e FIDRES  D.221142 Hz
| ’J / AQ 22609921 sec
| RG 114
(0 62000 usec
DE 650 usec
/CN TE 2083 K
CI N D1 200000000 sec
| TDO 1
Ts )
8e
P1 11.00 usec
PL1 -4.20 dB
SFO1 400.1324008 MH=z
n 1 F2 - Processing parameters
4 fu 5| 16324
| (| | f| SF 400.1300081 MH=z
[ |I| WowW
| | | SSB D
R LB OHz
)L ta
jl Ul .J \ PC 1.00
| T
7.4 Prm
=g [s)] r-
fad (=1
w —| |
— (Y] (=]
e . J A
............. - i S - - e e —
L S 0 e L
10 5 8 7 6 5 4 3 z 1 0 ppm
o [ [on |~ — =
[ [ (Fel Pl ™ r~
o oo [ (O o —
(o] Bl [ L] (] 3¢ ]
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pure

Cl

O~ OO0~ 00 [at]
coaroaana-a M~ %%8%2 g Current Data Parameters
TRBINB82XR 8 O~ 1~ © © - NAME  SD-076(old)
— T T T T T T T T T — 0 M= = = = ("] EXPNO 4
PROCHNO 1
N\ T W
F2 - Acquisition Parameters
Date_ 20140521
Time 19.03
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
NS 1129
0s 1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 7298.2
oW 20.800 usec
DE 650 usec
TE 2971 K
o1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMNEL {1 ========
NUCA 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 1006233325 MHz
======== CHANMEL {2 ========
CPDPRG[2 waltz18
NUC2 1H
PCPD2 90.00 usec
PL2 420 dB
PL12 13.10 dB

PL13 16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127723 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

TR VO R

190 180 170 160

150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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purs

W~ uw M s o~ O (5] (321
— OO MO - D — (53]
= = WO W WD WD D W 0 ) O ] =p
R S ™ o
o O [~ W M = o
— O o0 0D W) oM r—-
= [~ WO WD WO w0 WD u
M~~~ -
. -H
N\ -C
C
-CN
FsC N
Ts
‘ 8f
|L|“J| | I'| ||
| U|| |
et |
7.7 7.6 ppm
| ||
=p [ LD [#3] —
O e [T oy
Lo NS Il [5)1 o
wllol o o
,_Jluqﬂk___q
e i o U e
10 5 3 7 é 5 4 2 2 1 0 ppm
) c"‘uk
— -
L] o
o o

Curmrent Data Parameters
MAME  SD-073-pure(old)
EXPNO 5

PROCNO 1

F2 - Acquisition Parameters
Date_ 20140521
Time 21.59
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg3l

TD 32768
SOLVENT cDCl2
NS 4

DS [}

SWH 7246377 Hz
FIDRES 0221142 Hz
AQ 2.2600021 sec
RG 2281

oW 89.000 usec
DE 8.50 usec

TE 2882 K

D1 2.00000000 sec
TDO 1

P1 11.00 usec
PL1 -4.20 dB
SFO1 400.1324008 MHz

F2 - Processing parameters
Sl 16324

SF 400.1300021 MHz
WDOW

S5B O

LE OHz

GB ]

PC 1.00
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pure

@
S
) 300U~
8856 S R OO oo
388558 dogadad EE 58 ]
V] NI PR ey
Vo
-CN
F3C |I\|
Ts
8f
I f
MM
R B
127.0 ppm

"J &'Wn"'ﬂ'u I'i'-’w"'“r*-"ulwn"

126 ppm

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm

Current Data Parameters
NAME SD-073-pure(old)
7

EXPNO

PROCNC 1

F2 - Acquisition Parameters
Date_ 20140521

Time 2259
INSTRUM spect

PROBHD 5 mm SEI 1H-13
PULPROG zgpg30
D 32768

SOLVENT CDCI3
NS 12000

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 8192

ow 20.800 usec
DE 6.50 usec
TE 2969 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMNEL f1 ========
NUIC1 13C

P1 15.50 usec
PL1 7.30 dB

S5F01 100.6233325 MHz

======== CHANMEL {2 ===
CPDPRG[2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 -4.20 dB

PL12 13.10dB
PL13 16.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

5l 32768

SF 100.6127701 MHz
WDw EM

556 0

LB 1.00 Hz

GEB 0

PC 1.00
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Current Data Parameters
HAME S

5C183
EXPMNO 1
PROCHO 1
F2 - Acguisition Paramesters
Date 20140804
Time 18.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT cDCi2
NS 2
Ds o
SWH 7211.530 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG 198.08
oW G9.233 usec
DE 10.52 usec
TE 2000 K
=] 2.00000000 sec
TDO 1
======== CHAMNMEL f1 ==
SFOA 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300085 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00
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NMOMOO~— W0 — ol o))
el s I B o L oo =
I~ I~ O W o O 0w W nmoNGeoQ -
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II | llI
NNy | L
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-CN
O,N N
Ts
89
bamripont!
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190 180 170 160 150 140 130 120 110 100 90 80 70 20

Current Data Parameters
NAME SC183

EXPNO 2
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20140504
Time 19.27
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 619

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2995 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127471 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00
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ol Current Data Parameters

~om@DoO@W WML m — u o e
T~ 10 WD WD O o fag} - M o WD ™M NAME SC106
MDD M T ) O O T O OOy oo (s3] = o Ao o It Rt EXPMNO 1
. . . . - - - . . . . . . - . . . - - . . PROCNO 1
M~~~ M~ WLwWw Wi ww o o (| o —
L . e | F2 - Acquisition Paramsters
m; %’f’”’ | | | \l/ Date_ 20140416
I | Time 215
INSTRUM spect
PROBHD 5§ mm PABEC BB/
PULPROG zg30
TD 32768
SOLVENT CDCI2
NS 12
_H DS 0
-C SWH 7211.530 Hz
M O C ' FIDRES 0.220079 Hz
e AQ 22719147 sec
RG 7142
oW §9.333 usec
DE 10.52 usec
/CN TE 2084 K
N D1 200000000 sec
| TDO 1
TS ======== CHAMMEL f| ========
8h SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters
Sl

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

R 0 | 5 S U, DU A ..J._J_L__.

10 5 3 I 5 4 2 2 1 0 ppm
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~-H
-C
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B LR R R LR LR R LR R LR LR L LR ELEER LN LR LY R LR LR LN REL LR RALLEL LR B
190 180 170 160 150 140 130 120 110 100 90 80 70 60 20

Current Data Parameters
NAME SC106

EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140416
Time .17
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30
TD 32768
SOLVENT CDCI3
NS 1092

=1

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2996 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ====
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127507 MHz
WDW EM

SS5B 0

LB 2.00 Hz
=B 0
PC 1.00
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purs

[ = Ty (Ve ] Current Data Parameters
o 0 ) oD O [o =] oo MNAME SD-081(cld)
WD M M O 0 Ly = ) EXPNO 1
P T T T s P PROCNO 1
M~ r~r~rm~m~e [ o o
N \| \ ,' F2 - Acquisition Parameters
/ . Date_ 20140423
ol I Time 14.18
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg3l
TD 32768
SOLVENT cDCl2
/H NS 12
-C DS 0
Me C ‘e SWH 7246377 Hz
FIDRES 0221142 Hz
AQ 2.2600021 sec
RG 453
oW 89.000 usec
/CN DE 8.50 usec
N TE 2081 K
| D1 2.00000000 sec
TDO 1
. Ts
8i -
P1 11.00 usec
PL1 -4.20 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16324
SF 400.1300021 MHz
WDOW
S5B O
LE OHz
GB ]
PC 1.00
E— | B L_ . . . R N ._._.L,_..n_il.dJi,..n._.-.__ﬁ.L__.._.
O I B L L B L L L Ly B L B
10 5 3 7 I3 5 4 3 2 1 0 ppm
]
o oo o = — [s+] r:\
| | = = o
DD || a — [
13 B B Lol (0] o] o7 [
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pure

WOO@DONMM~~ W
naevaeNnao- NGO @ g%ﬁg% Eg Current Data Parameters
TINRERIBIS B P B Ny - o NAME  SD-D61(old)
T T T T T T T T T = 00 = = = I~ oo EXPHO 4
NN N V o
! F2 - Acquisition Parameters
Date_ 20140423
Time 19.38
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
_ C/H NS 208
z DS 0
Me c” S
SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
RG 2896.3
N -CN oW 20.800 usec
DE 6.50 usec
| TE 2993 K
. Ts D1 2.00000000 sec
8| D11 0.03000000 sec
TOO 1
======== CHAMMNEL | ========
NUC1 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz16
NUIC2 1H
PCPD2 90.00 usec
PL2 -4.20 dB
PL12 13.10 dB

PL13 16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

S5F 100.6127797 MHz
WDW EM

556 0

LB 1.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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pure

M HOOoOr GO o O D T @ N oo Current Data Parameters
T I I e N T o T i s s e s = e U e I T o M o] D = o O U@ oo o= MAME 5D-081(new)
=== =000 000 OSSO Oy O OO 0D D D W= w od oo EXPNO 1
T P . e . PROCHO 1
-0k O O O O OO O O —
| | F2 - Acguisition Paramesters
| / Date_ 20140822
Time 10.11
INSTRUM spect
PROBHD 5 mm FABBC BB/
PULFROG zg30
D 32788
(o T S O =r o O — SOLVENT CDCI2
r~ o@omWwwoon ™M NE 2
™ M O 0 O 0 [ Ds o
A D : SWH 7211.530 Hz
e NS Y N -H FIDRES  D.23007% Hz
‘ \l f \ |'|I \/'/ ‘ ip C///C AQ 3 7710147 sec
\ - RG 80.08
! I r oW §9.333 usec
DE 10.52 usec
TE 2001 K
D1 2.00000000 sec
f A N/CN TDO 1
| || | =—======= CHAMNNEL f1 ==
N I Ts SFO1 400.1224008 MHz
i N 8j HUC1 1H
Pl i P1 12,80 usec
I| L M\ | PLW1 15.00000000 W
| |
| \f | || ! lll | F2 - Processing parameters
/ |\J .“w S| 16384
\ J"‘v\_/ \__/ SF 400.1200085 MHz
_— — WOW EM
| T T T T | T T T T | T T T T | T T T T | EEB GDH
7.35 7.30 7.25 ppm 8 o
k PC 1.00
[ oo = o [4)1
(321 (o] o o Lo
[s ] od o oo Lo
Y] (o] (o] (o] Lo
.......... e ,_._IU\_...._ Ll_n_..-\___AL—
10 ] g 7 [ 5 4 3 2 1 0 ppm
" c‘.'_’lK %‘J gt‘j
[T L= L’ — |-
[wn]) ae] Lo’ ]
=] P ™) it ] [y
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pure

DOoOONST~OMNOO®m ™
MOOWe- <~ O O oo L
— NS GO — I~ r~ 0 ;o -~ - Current Data Parameters
m%mmmmwmmm o ) P = D WO o™ ™M - NAME SD-091({new)
— T T T T T T T T — = = = I~ as] oo EXPHO 3
| |
| \\ \Xﬁ/// ‘ \V | \f PROCNO 1
I ! F2 - Acquisition Parameters
Date_ 20140622
Time 10.18
INSTRUM spect
PROBHD 5 mm PABBOC BB/
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
~H NS CLL
//C (] 0
i-Pr C - SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
Bw 20800
. usec
/C N DE 6.50 usec
I TE 2993 K
D1 2.00000000 sec
. Ts D11 0.03000000 sec
8 TDO 1
======== CHAMMNEL | ========
SF01 100.6233219 MHz
NUC1 13C
P1 10.00 usec
PLW1 4600000000 W
======== CHAMNMNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

Sl 32768

S5F 100.6127713 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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e B i I B LY o B = (- U e e [=] o o~ Curmrent Data Parameters
0 OO O O U Do 2] [ s] m O NAME SC157
["-I"'\-Lr)Lﬂ\-.r"\J u'u'mm:\]:\] (s3] = o ™ EXPNO 2
oot - - M M PROCHO 1
l'l"“l"l"-l.'t"“r‘r‘l'l"“l"l" ] o —
1&‘# i — ‘ F2 - Acguisition Paramesters
== Date 20140707
Time 9.58
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
- H Ds o
-C SWH 7246.377 Hz
t_ Bu C - FIDRES 0221142 Hz
AQ 226008821 sec
RG 181
oW 62000 usec
DE 5.50 usec
/CN TE 2873 K
D1 2.00000000 sec
[ TDO 1
TS ======== CHAMNMEL f1 ==
8k NUC1 1H
P1 11.00 usec
PL1 -4.20 dB8
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 4001300081 MH=z
WDW EM
S5B o
LB OHz
GB ]
PC 1.00

10 5 8 7 6 5 4 3 2 1 0 ppm
O U | oo D (2] ™~ m{'}
] ] [N ) (o) [ss] uw ™ ||
] ) () oy o] (s3] o LU=Rl [o]
af o] e 5] s . . o] s
] Dol Ll (0 ] ] [==J ) [o3]

61 /187



S GmarSaENT 8885 =& &
— T T T T T T T T -— O P~ P~ M~ I~ oM o
|
\ \ | ‘
AN |
-H
-C
t-Bu C
-CN
\
Ts
8k
HER R L R R Ll R R L L LR LS LAY LAY ELR LN LAY LR LA LAY LR LR R
190 180 170 160 150 140 130 120 110 100 90 B8O 70 60 50 40 30 20 10 0 ppm

Current Data Parameters
NAME SC157

EXPNO 4
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20140707
Time 1021
INSTRUM spect

PROBHD 5mm SEI 1H-13

PULPROG zgpg30
TD 2768
SOLVENT CDCI3
NS 472

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 45976

oW 20.800 usec
DE 650 usec

TE 297 4K

01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMMEL {1 ==
NUCA 13C

P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -4.20 dB
PL12 13.10 dB
PL13

16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127451 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00
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N 0O DM O MDD e oy [e] r o — Current Data Parameters
OO MO O DU e e M o) [Te] - [a's] [ NAME SC168
oMo N A A A A A A u =] = O EXPNO 3
T . . . . PROCNO 1
[ Sl el Sl el Sl el el el el el el sl ol il el (3] gl o —
b b b | PR IR F2 - Acquisition Parameters
“='='=ﬂ----______1| Date_ 20140815
Time g2z
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULFPROG zg30
TD axTes
SOLVENT CDCI3
o~ - m e = OO O D e MDD Er oE NS 2
=~ [~ ul = W Lo e )T S S T T S B U T B o | DS ]
oo “ NN SWH 7211.530 Hz
- - - - FIDRES 0.220079 Hz
ﬁr|rrﬁrr ~ [l el el el e e e i Sl il _H a0 23716147 cen
| \\ / ///C RG 0072
I = C oW £0.333 usac
DE 10.52 uzec
TE 2085 K
D1 2.00000000 sec
n /CN TDO 1
§ || =——==—== CHANMNEL f| =======——
| | SFO1 400.1324008 MHz
| || Ts NUCT TH
[ 8| P1 12.80 usec
(| I ﬂ PLW1  15.00000000 W
n
| | H ||| ||' '| |I| F2 - Processing parameters
IU' uI|U||| f I|| il r'| f ' SF 400 1300083 MK
/ A U Ull“' Y ' wow  Em
L L _ l“ﬁ""! L‘N.I\__ — SSE 0
T T T T T T T LB DHz
; ) - } GB D
7.40 T7.35 7.30 7.23 T.20 T7.15 Ppm PC 1.00
) T
= ]
=] —
] (o]
— S | W N § o —— —— lJL-JL_ S
e o B e I e LB
10 9 i T [ 5 4 3 2 1 0 ppm
| [ |uy [ - L=y m\
[ - ey (na] () - -
| 2]~ =1 @ — [Ty
od| | =1 =] ™ =1
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W oOOoONNMOOWN—O S DLW
AR ~HOANNNAINN-RNON QUO=Q = Q
g—hmm-—-——cmvvvchhh DWW DM o Current Data Parameters
O OO ONNNNN O WM~ [~ 0w o od NAME SC169
T T T T T T T Te T T T T T T T T 00 = = = = = (3] EXPNO 5
[ S — | -~ |
\ ] \1_:}{2 I / M”Ajy \ ] / PROCNG 1
! F2 - Acguisition Parameters
Date_ 20140813
Time 9.19
RSGRNE 8 88 =3 g PROBHD. 5 mm PABBO B8/
o ol ‘S @ ' 2= ~ mm
OMmmmm®d o o PR - = PULPROG  zgpg30
T T T T — = -— ™ TD 327TE8
Lol SOLVENT cocl3
\ \'. / \1 L‘ H NS 1000
! - DS 0
-C SWH 24036 461 Hz
F C FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 198.09
oW 20.800 usec
/C N DE 6.50 usec
N TE 2995 K
| o1 2.00000000 sec
I b | D11 003000000 sec
(I | P - TS TOO 1
I I I I I I I I I I 8|
======== CHAMMEL f| ========
134 132 130 128 126 124 122 120 118 ppm Tro1 10D 233316 Mie
NUCA 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMEL 2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 034252000 W
PLW13 027744001 W
F2 - Processing parameters
51 32768
SF 1006127492 MHz
WDw EM
S56 0
LB 2.00 Hz
GB a
PC 1.00
PRty J‘ i an ‘4‘-,{ Wl ‘ ‘ i Mol i Pt el e oy

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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HOMNWDDoMNWAN OO WO o Curmrent Data Parameters
IO Ao~ A o = MAME SD-08%8(new)
WD mp e e own M) M) M M MO (= = EXPNO 1
s % 2 2 s s & & % % & - . PROCHO 1
-r-r-re-ere-re-e-reeere o) o
F2 - Acguisition Paramesters
Date 201406828
Time 1016
INSTRUM spect
PROBHD 5 mm PABBO BB/
O MDD O MDY O O O PULPROG zg30
LOe T o I R s s S = N T B TD 32768
b - U LR T T R o T o B SOLVENT cDCI3
f o e s a s s s w NS 2
| Sl Sl Sl S S S i i Tl Ds o
H | SWH 7211.539 Hz
- \ FIDRES 0.220079 Hz
< C AQ 2.2718147 sec
Cl C - RE 51.8
oW G9.233 usec
DE 10.52 usec
TE 28886 K
D1 2.00000000 sec
N/CN ﬁ TOOD 1
| | ======== CHAMMEL f1 ====
TS | | SFO1 400.1324008 MHz
8m I NUC1 iH
i ||| | P 12 80 usec
|| \ 1# I|| PLW1 15.00000000 W
U
W IIIILn'l l || ” F2 - Processing parameters
_)l \\_J W Sl 16384
SF 4001300083 MH=z
T T T ] WDW EM
S5B o
7.5 7.4 7.3 ppm I8 0OHz
GB ]
k PC 1.00
(s3] ge) =} =
[ } (] o
oo o] o o
= (Y] —
.............. .__JL — S R 1| R S S S
L L L B B L L L L L L L L L B I L B B
10 9 3 7 s 5 4 2 2 1 0 ppm
O[O WO oo = ) = }
(][] (V] (s =] (Xw] w o
oo (o|lo|o -~ —

.
*

®
L) Ll ol Calll Fo )

*
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==~ O 0O 0 o
MW M~ oo W o] M — O W [~
QMO O oM ] kMo oo ~
— T T T T T T T — 0 M=~ = P~ o
|
SN \ N
-H
C
Cl C
-CN
)
Ts
8m
- PP S i W o o A s W
HER R L R R Ll R R L L LR LS LAY LAY ELR LN LAY LR LA LAY LR LR R
190 180 170 160 150 140 130 120 110 100 90 B8O 70 60 50 40 30 20

Current Data Parameters

NAME SD-098{new)
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140629
Time 1021
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 2768
SOLVENT CDCI3

NS 50

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2991 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768

SF 100.6127779 MHz
WDW EM

SSB 0

LB 200 Hz

GB 0

PC 1.00
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solid

Curmrent Data Parameters

= oMo WO A WD o [ws] =r
WOy DO @ m Uy Oy D = o o NAME SC177-1
M~~~ ~ WO W Mmool — = ITy] EXPNO 2
s s % % & % % 3 8 & & ® N ® PROCHNO i
~r~r~r~rM~r~rm~ee-ee ™ ] —
F2 - Acquisition Parameters
/ Date_ 20140827
Time 807
INSTRUM spect
o @ Qo Wwd PROBHD 5 mm PABEO BB/
HER BZ PULFROG 230
. .o, L. D 32788
- - SOLVENT cDCI3
r -~ r IT FI NS 12
DS 0
‘ | | \ | SWH 7211.630 Hz
FIDRES 0.220079 Hz
H AQ 2.2710147 sec
\ -C” b aean
7 . usec
' F.C Cc” DE 10.52 usec
N f | 3 TE 2085 K
I | D1 2.00000000 sec
i [ TDO 1

N ======== CHAMMEL f| ========
I SFO1 400.1324008 MHz

I
|
| \ NUC1 1H
Ts P1 12.80 usec
8 n PLW1 15.00000000 W
- - F2 - Processing parameters

| sl 16384
SF 400.1300083 MHz
T.70 ppm WOW E

1]

SSB
LE OHz
GB ]
= o PC 1.00
@ =
= w
B .
—l [ }

_/_
0.953

10 9 8 7 € 5 4 3 2 1 0 ppm
%D (] Ly [63]
— ] o [s=]
o —l i~ [=r
o P ol e
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O N FTOOOODOITONDINMNOD — O
n';mq—qmqqqmmmmqmmmn@heﬂmag B Current Data Parameters
= P~ 00 oo O W~ I~ o . 42 !
N R e nrmRENNE8dt8 80~ ~o© o NAME SC177-1
T T T T T YT T T T T T T v v v v v v v {0 [~ [~ [~ = o EXPNO 4
(o S . R ——— | PROCNO 1
= = | /
F2 - Acquisition Parameters
Date_ 20140827
Time .05
INSTRUM spect
2293 PROBHD 5 mm PABBO BB/
Sex - QNP W PULPROG zgpg30
- o oo 0o O gy 3 TD 32768
RS TTT T INENE R SOLVENT cOCI3
- o \‘J —— e — NS 1000
| ]} \ ! / | H DS 0
\I (. ‘f \\ .l/ /C/ SWH 24038 461 Hz
b { 2 FIDRES  0.733596 Hz
F3C C AQ 0.6815744 sec
RG 195.09
oW 20.800 usec
DE 650 usec
-CN TE 2996 K
o1 2.00000000 sec
| D11 003000000 sec
T TDOD 1
8 S
|||| f n ======== CHANMNEL {1 ========
[ i SFO1 1006233319 MH=z
i NUCH 13C
[ P1 10.00 usec
I.'l L PLW1 46.00000000 W
| \
| | —=—==—= CHANMEL {2 ========
! \\\_‘—_‘ SFO2 400.1318005 MHz
e NUC2 1H
. . CPDPRG[2  waltz16
M I PCPO2 90.00 usec
M 127.0 ppm PLW2  15.00000000 W
fY PLW12 034252000 W
| J \\_ PLW13 D.27744001 W
' | LS - T F2 - Processing parameters
h‘\r“’W“J W W sy T si 32785
I I I 1315 ppm a:;w 1DD.B1QE::'5 MHz
134 133 ppm SSB 0
LB 2.00 Hz
GB 0
PC 1.00
. L. ” ,

) L Ny

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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1H

OO MmO u O = o =] Current Data Parameters
TN ODOOATMO o@D ol = r~ NAME 3184
000 O O 0 O [ MDD D w0 (o] ) L EXPMNO 1
P s s s o8 oa % s s 8w ¥ ' ' PROCHO 1
0o ma oo~ M~~~ ] [ —
W \l%/ | | | F2 - Acquisition Parameters
| / Date_ 20141022
| Time 253
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT cDCI3
NS 12
DS o
SWH T211.538 Hz
P H FIDRES 0220078 Hz
//C Ad 22718147 sec
O N C/ RG 177.18
2 oW 69.333 usec
DE 10.52 usec
TE 28078 K
CN D1 200000000 sec
N TDO 1
|
TS = CHAMMEL f1 ===
80 SFO1 400.1324008 MHz
MUC1 iH
P1 12.80 usec
PLW1 15.00000000 W
F2 - Processing parameters
=1 15384
SF 400.1300083 MHz
WDWwW
558 o
LE 0Hz
GB o
PC 1.00
. S | NS | Y S— SN U, VRSN PR T— -
.y e B L B e B e e
10 9 g 7 3 5 4 3 2 1 0 ppm
[ /
(] [=] o [|eny = ;1\' [=1 {n Ts]
] [=] oo [ (U | — ™ sl =
a1 = o] =31=] (3] fa — Ly
|~ ] Gl (] [ [ ns] [

69 /187



13C

O~ NM~OOMNMLE  ©
HOHRA—~AMDOWH M 0 wnom
g A e e A I W o
TI222NNan 2 B~ i~
I |
NNy |
H
7
-C
O,N C
N
Ts
80
Vldw e

— O [an]

o = — Current Data Parameters

W ol NAME SC195

Dl o~ EXPNO 3
PROCNO 1

N\

F2 - Acquisition Parameters

Date_ 20141022
Time 307
INSTRUM spect

PROBHD 5 mm PABBOC BB/
PULPROG zgpg30

TD 32768
SOLVENT CDCI3

NS 500

(] 0

SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
RG 198.09

oW 20.800 usec

DE 6.50 usec

TE 299.0K

D1 2.00000000 sec
D11 0.03000000 sec
TOO 1

======== CHAMMNEL | ========
SF01 100.6233219 MHz
NUC1 13C

P1 10.00 usec
PLW1 4600000000 W
======== CHAMNMNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

Sl 32768

S5F 100.61274581 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130

1200 110 100 S0 80

70 60 50 40 30 20 10 0 ppm
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purs

W e e O G ) s G ) ) D D O M) = r Current Data Parameters
L = B s L MR e B T o e o B e T R o e i L e = T R e T =] (521 MNAME SD-071(new)
[ o = I T o e O e e e e S e B R 1 W 3 e 1 W W 3 ] =g EXPNC 1
For s o8 8 e s s oa ko s s N ' PROCNG 1
[t el ol ol ol ol el ol e Ve R e R R ] ™ o
d_ F2 - Acguisition Parameters
Date_ 20140512
Time 15.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
o s VR B B O o By TR R T B O PULPROG zg30
VD MWW O 0 O W ™ 32?E53E
522959299999 sovent ' coca
[~ =~~~ W0 W 0 0w gg E
[} SWH 7211539 Hz
FIDRES 0220078 Hz
|
H Ad 22718147 sec
< RG 851
///C oW 60.333 usec
F C DE 10.52 usec
TE 2883 K
D1 200000000 sec
C TDO 1
N/ N = CHAMMEL fi ===
SFO1 400.1324008 MHz
| NUC1 1H
TS P1 12.80 usec
P |.| Flll 8p PLW1 15.00000000 W
]
l\ 1 l‘ l] |1||| | | |1||| F2 - Processing parameters
[ |UU| Iulll| 2 400 1300088 Mz
-/ o J - wWowW
L B L e E'B?B EIDH
Iz
7.1 7.0 ppm B oD
PC 1.00
(ﬁ/ =]
o =)
o =)
o —
,,,,,,,,,,,,,,,,,,,, JL_J - - _m,,Ju.T,JJMJ,.+v_l_JJL__AL,..,,”.,_”
I o o L e o o N L o oo s e e e s s L L A
10 9 g 7 3 5 4 3 2 1 0 ppm
o] o] [m]e [ =
| =] o] ] [¥e]
ol o |m|o i ~
(] Sl=1] [ (as]
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@O~ ~TOTNTOOONODOMSTO®OM~ D
NONNVREN-OTNVONV--O0RVRONO~OOMIONO© 2 g Current Data Paramaters
P oo B BYRRNLERERZELECEE888s~~0ow P NAME  SD-071(new)
T T T T T T T T T T T T YT T T T T Y v v v v v v v ™ v 0 [~ P~ =~ [~ o (5] EXPMNO 4
L--&_%-a;i:«% -_——— L B PROCNO 1
e — | = —-_:-_-;__k — mE
T ‘1—,_51 T F2 - Acquisition Parameters
Date_ 20140522
MO OO OON~S N O ime 14.00
INSTRUM spect
gqaq-—_-—moqwmmm:tqtqm. PROBHD 5 mm PASBO BB/
OWOoOOoOWOOOOOOO PULPROG zapa30
NN NN~ 000 0O apg
| | | SOLVENT CDCI3
NN Y
DS 1]
H SWH 24038 461 Hz
_ C/ FIDRES 0.733596 Hz
2 AQ 0.6815744 sec
F C RG 198,09
oW 20.800 usec
DE 650 usec
TE 299.TK
/C N 01 2.00000000 sec
D11 0.03000000 sec
| TOO 1
F8p Ts ======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
' ' ' ' ' 5| 32765
125 120 115 110 ppm SF 1006127685 MHz
WDW EM
SSB 0
LB 200 Hz
GB 0
PC 1.00
e et A A

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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MO OO OO0 0o oo e Mmoo = Current Data Parameters
FOMCFWUWOYUe g A ORS00 WO Ty] MAME sS0012
MO YOWUODYOWOD OO WOIWU=MMOO0T MMM o) s o EXPNO 1
B R T T e . PROCHO 1
20 ol el el il el ol el el el el el el el el e el el el el el el el Y =
_—— e e B F2 - Acquisition Parameaters
Date_ 20141114
Time 19.34
INSTRUM spect

PROBHD 5 mm BBO BB-1H

TSR T R TMS PULPROG zg30

IR ] /C D 32788
[ s =TTy I W o W e Y o M M e e M Z SOLVENT cDCI3
~OWwWuW= M0 O L L C NS 2
(=T e Ve e T Ty W Ts BT T r~ =~ 0~ DS i
M~~~

/

// SWH 7246.377 Hz
ﬂ FIDRES 0.221142 Hz
/N < AQ 22608821 sec
RG 350
OH oW §9.000 usec
DE §.50 usec
S8 NH 2 TE 2084 K

D1 2.00000000 sec
0 1

/£
<
/
<

TD
======== CHAMMEL f1 ==
NUC1 1H
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 4001300081 MH=z
WDW EM
’ S5B o
LB OHz
| GB O
| |J I PC 1.00
L lei ! — A
N I
LRl I R LR ppm
7.6 Frm
a3}
(= o o
=] (X )
(= (=] .
. + ]
— — |
S \J_ D | G S B VR U .

10 5 3 7 I 5 4 2 2 1 0 ppm
- AN x
o [ [N Y [ 31 o [
O [ LV ] s 5] ] un
- [ D o [5)1 o
o ] — o

73 /187



'~ 0 OWww S~ I~ @
w0 (3 e B us e e ol (s] [t I ar] w o o)
o ggmmmc\ Mo A (=}
[Te] (ot It It ¥ [ I | P~ I~ (]
-— = T T T T — F= = I~ T
[N
NV \
[
~TMS
c*©
N«
Z oH
L
HER R L R R Ll R R L L LR LS LAY LAY ELR LN LAY LR LA LAY LR LR R
190 180 170 160 150 140 130 120 100 80 70 0

Current Data Parameters
NAME S0012

EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141115
Time 9.15
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 1000

=1

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2994 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127516 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00
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NOMOoOC=L A~ TOUNONY SO OO Ao = Current Data Parameters
H O HWWear g DO DN AD @ e ['s] MAME S0148
b2 U o T T T Bk T o I B T ot [t o (R i e e 3 R 6 RN L] EXPNO 1
s s s % & s 8 s & & & % ® ® s = & & w w® w* w . PROCHO 1
[l el el e v S Sl Sl Sl Sl ol el Sl a X = i e} [=
bbbt b L L e F2 - Acquisition Parameters
e Date_ 20150824
L Time 20.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
IRIM OO OO nouln oS oo O PULPROG zg30
— O WD AT e owmp om0 WD DD O O O OY D TD 92768
e PO T OO O DO O SOLVENT CcoCa
[l Sl el Sl Sl el el el el Sl el el el Sl Sl el e = o) gg 102
SWH 7211.538 Hz
/TM S \l\\"“ \%//// \// FIDRES 0.220079 Hz
-C AQ 2 2710147 sec
C~ RE 5.15
oW G9.233 usec
DE 10.50 usec
TE 288.5 K
D1 2.00000000 sec
N/CN TOOD 1
H ======== CHANMEL f| ==
SFO1 400.1324008 MHz
2 NUCT iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300087 MH=z
I| WDW EM
S5B o
' LB OHz
GB ]
H‘ | H PC 1.00
[
fJ_,_mJ|UkJUl\JU‘\A__L_J|lJL___—JUIJL_ -
L B I I I AR LA LA L
7.5 7.4 7.3 7.2 7.1 7.0 ppm
ol e Km ‘_J)
m| |m ~~ (=]
(53] [} 53 o
L= I B (=] —
..... R T N e O S | 0
L L L B B L L L L L L L L L B I L B B
10 9 3 7 s 5 4 2 2 1 0 ppm

o~ |o|o] o
w (M=~ &
oS [ Oy

B.554 —

(3 Ll (e Fo] =}
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—138.71
——132.57

w 5 v = =

TS A0S Qo

o TOoOOom R 0
o — o O P~ M~

-— — o T F= = I~ (=]
[ 1AV

—123.21
—98.70

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

Current Data Parameters
NAME S0148

EXPNO 2
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20150824
Time 2046
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 13

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2990 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 47.50000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.33750001 W
PLW13 D.27338001 W

F2 - Processing parameters

=] 32768

SF 100.6127540 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00
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=t e e o - o B o B W T W o I T T o e B SN RS Ty] [l I =Ty Rl Ys] Current Data Parameters
M AN SO AN NO DR @ - ] [ i s T e I O 3 W 3 s o] MAME S0015
LU0 W U U =pownowmpowpompown o) 0 ) 07 O O O O D (2] (o =T Ta WTR TSI - ] EXPMNO 1
e e e e e e e e e e e e e e e e e . e e e e e e PROCNG 1
[l el el el el el et Sl Sl Sl il el el il el el i T = (3 W W o I IV SV T I
- Lt | | F2 - Acquisition Parameters
w | \I Date_ 20141121
Time 848
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
N D MO T _H SOLVENT DMS0
IR R =N /C NS 2
(na T s T ot I o I o I wN I N s C// Ds o
rororr SWH 7246.377 Hz
frperere e (@) FIDRES  D221142Hz
\| | K// AQ 2.2608021 sec
| | )J\ RG 181
oW 62000 usec
N NH DE 6.50 usec
| 2 TE 288.1K
I seC
D1 2.00000000
S12 Me TDo 1
======== CHAMNMEL f1 ==
NUC1 iH
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
‘ ﬂ F2 - Processing parameters
h\ S| 16384
I SF 400.1200031 MHz
| || f Wow EM
ﬂ | S5B o
il || | (!t LB OHz
||| | 0o GE D
| | | \ PC 1.00
| bl
WA _
I I I
7.30 PPm
—
)
=
o
,,,,, S — e A
T e L o i o L I o s
10 9 a 7 & 5 4 3 2 1 0 ppm
e | — = [ | fun Ry —
o e | e = = w o = ™
=1=1l= a a = |l= @ =1
|| — =] |l f=t =1
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[<n] o Oy .o 00 Wy =f
N o e N g g Current Data Parameters
5 § B8AKS <4 o NAME 30015
— — — o o T [ s 0] EXPNO 3
‘ ‘ \k\ ,-'/ / ‘ ‘ PROCNO 1
I
{ F2 - Acquisition Parameters
Date_ 20141121
Time 1016
INSTRUM spect
PROBHD 5mm BBO BB-1H
PULPROG zgpg30
_H TD 32768
-C SOLVENT DMSO
C// NS 261
DS 0
O SWH 24038.461 Hz
)J\ FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 4597 &
N NH», DW 20.800 usec
I DE 5.50 usec
TE 2993 K
S12 Me D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMNEL {1 ========
MUC1 13C
P1 10.00 usec
PL1 .70 dB
SFO 1006233325 MHz
======== CHANMNEL {2 ========
CPDPRG[2  wallz16
NUC2 1H
PCPD2 90.00 usec
pL2 5.85dB
PL12 9.10 4B
PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6128203 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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= K R e = R R R R R R R - Current Data Parameaters
MO OO OO WO oD ] MAME S0147
b s - - U U T T T T T o IR o[ o [ e e e e e e T u EXPNO 1
[ . PROCNO 1
[l el el e o Sal Sl Sl el el el el el sl i T ]
— s AL F2 - Acquisition Parameters
= Date 20150828
Time 1628
H INSTRUM spect
< PROBHD 5 mm PABBO BB/
///C PULFPROG zg30
=R R T A R C D 22788
[ R RS = N i 1= A A A B R N o] SOLVENT CcDCI3
A OO OO NS 12
T e e e e D= o
R L _CN SWH 7211.539 Hz
| N FIDRES 0.220079 Hz
AQ 2.2718147 sec
H RG 142
oW G9.233 usec
12a DE 10.50 usec
TE 2084 K
D1 2.00000000 sec
TDO 1
======== CHAMNMNEL f1 ==
SFO1 400.1324008 MH=z
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300087 MH=z
Wow EM
S5B o
LB OHz
GB ]
PC 1.00
P il L[_____ Ul
I T I T I T I T
7.6 7.4 7.2 pepm
{ \ [
o ] o
| [ [
[ ) ] (s3] o
| o] —
|
Il
e i e M _Jll l\-__.._ SR — NN ¥ W V— h . —
I B L B B B By B
10 9 a 7 & 5 4 3 2 1 0 ppm
I\ \
Oy S m [+ n}
fan] N [l = —
fon) L) (ol [ ] Lay}
— == | — o
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0N DM W oo~
©en - eoro ﬁ ﬁ E ﬁ E Current Data Parameters
B 88 8 IS8 15 O~ I~ © NAME S0147
- o — — o 0 = = = = EXPNO 2
[ | PROCHNO 1
1 1
AN \ N
F2 - Acquisition Parameters
/H Date_ 20150826
_ C Time 16.30
% INSTRUM spect
C PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
ol
/CN rT']CS)L\IEI"JT 36‘:L‘DCIS
N DS i
H SWH 24038 461 Hz
FIDRES 0.733596 Hz
12a AQ 0.6815744 sec
RG 1958.09
oW 20.800 usec
DE 6.50 usec
TE 298 T K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 47.50000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.33750001 W
PLW13 027338001 W

F2 - Processing parameters

=] 32768

SF 100.6127530 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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W o U0 O MDD AD O 0D S O D 00O 00 O | O LD e = m Current Data Parameters
MO A AR O OO oW e OO mo @ NAME 50017
[T T ST T T e B B o I I o B B It T ot B o B o B o B R = = EXPNO 1
P e e e b s e a e s owomom e e o oa e e oaw . e PROCNO 1
[l el el el il el el el el il el e S e S S il il ™
(S S S —_ [ S s S F2 - Acquisition Parameters
Date 20141122
Time 832
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDCI2
NS 2
-H DS 0
-C SWH 7211.530 Hz
C ’ FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG B.51
oW G9.233 usec
DE 10.52 usec
/CN TE 2878 K
N D1 2.00000000 sec
I TDO 1
12b Me —======= CHANNEL f1 ==
SFO1  400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300087 MH=z
Wow EM
S5B o
LB OHz
GB ]
PC 1.00
- — S |“_.. - Y |, S U S T R
I B e B B T
10 9 a 7 & 5 4 3 2 1 0 ppm
fau (T3 (el ol WO
(=1 =1 el (K=}
oo |o|o o |
| = | =11
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u o ™ v I~ <
[a'] O o WO W 0w 0O o W) 0 W
6 DO oo © W DT Wno® ™
=t MO — — =5 O M~ I~ O -
-— - 0 = M~ M~ M~ =+
| Vo
IRRRRY N\
-H
c*©
-CN
N
12b Me
UL LR R R L L R L R R LR R LR LR LA LR ALL LLRLLL R LR LR LERLLR LN LA
190 180 170 160 150 140 130 120 110 100 90O 80 70 60 50 40 20

Current Data Parameters
NAME S0017

EXPNO 3
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20141122
Time 9.3
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 2768

SOLVENT CDCI3
NS 1000

=1

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2995 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768

SF 100.6127523 MHz
WDW EM

SSB 0

LB 200 Hz

GB 0

PC 1.00
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M= te o -] T T o Curmrent Data Parameters
SRR Lo [Ty =] © e = HAME S0180
O D U - Lo | = = o EXPNO 2
P . P . . . PROCHO 1
[l el [ ~— ™ [y} —
F2 - Acguisition Paramesters
Date 20160108
Time 20.56
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
[T I T Ve N i e o] M~ 3 -SI-%LV'ENT 32?6<:8DC|3
™M MO om0 M~ NS 2
Rl T R S I ™M M
P e e e e H DS 0
P~ P~ P~ [~ [~~~ [~ - SWH T246.377 Hz
FIDRES 0221142 Hz
fl AQ 22608821 sec
RG 114
oW 62000 usec
DE 5.50 usec
TE 28786 K
D1 2.00000000 sec
TOOD 1
======== CHAMMEL f| ====
NUC1 1H
P1 14.40 usec
PL1 1.80 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 40013000868 MH=z
! f wWowW =M
’| , SSE 0
|| LB OHz
“ Il"| GB O
| 1 |I PC 1.00
i -
I
7.6 ppm
fa] = -
o Ty} [Ty}
Lt - fagl
— o4 [ |
U ‘J. YR L._Uu A
L L L B B L L L L L L L L L B I L B B
10 El 1 0 ppm
[ ).—| I\ﬁ —
[Ty} ™y L} ey}
s} o — ™M
(= -] L] (=]
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0 O oW Mo o
Q NN WM @ o T 0Wo— b2
@ LTI B = @ R o
© MM oo =] + o0~ M~ @ —
— — = T T T T -— @ = = M~ =~ o
INQVZ AN
~-H
c*
-CN
N\
12¢ AcC
o ) b L Lo gk . "
UL LR R R L L R L R R LR R LR LR LA LR ALL LLRLLL R LR LR LERLLR LN LA
190 180 170 160 150 140 130 120 110 100 90O 80 70 60 50 40 20

Current Data Parameters
NAME S0O180

EXPNO 4
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20160106
Time 2156
INSTRUM spect

PROBHD 5 mm BBOQ BB-1H

PULPROG zgpg30

TD 2768
SOLVENT CDCI3

NS 2195

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 2896.3

oW 20.800 usec

DE 650 usec

TE 2978 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
NUCA 13C

P1 9.00 usec

PL1 7.00 dB

SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H

PCPD2 90.00 usec
PL2 1.80 dB

PL12 17.00 dB

PL13 20.00 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127536 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

84 /187



recrystallized

Curmrent Data Parameters

MM Moo OSSO0 O - —i
P W OO aD MO e ) WD — 531 MAME 501811
[ = s = R Te B I BT R U RS T o - [Ty EXPNC 2
P T T T T . . PROCHO 1
[l el el el ol ol el el el el el ™) —
| F2 - Acguisition Parameters
If Date_ 20160107
Time 853
INSTRUM spect
PROBHD 5 mm FABEO BB/
Mmoo aanm g H PULFROG zg30
D0 32768
e e -.c” SOLVENT cDCI2
[l el el el el el el el C/ gg 102
\ .' / SWH 7211.630 Hz
| FIDRES 0220079 Hz
AQ 2.2710147 sec
.CN RG 89.72
N oW 60233 usec
| DE 10.50 usec
TE 2072 K
12d Bz D1 200000000 sec
TDO 1
‘ = CHAMMEL £l ===
SFO1 4001324008 MHz
MUGH 1H
P1 12.80 usec
PLW1 15.00000000 W
N F2 - Processing parameters
| ' 51 16334
| | ] SF 400.1300087 MHz
! | | | wow
. 2 0
al GE
I/I lL)I ﬁk\‘_ PC 1.00
T T
7.6 Prm
W —
o [==]
— 531
o4 =
l'u' ’
R N .
10 S 8 7 3 5 4 3 2 1 0 ppm
|| e - oo
L ] | [t s ] [ ] [+e]
||l | oo L
od 0 = [ } [
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recrystallized

o) — OoOMNOODD ST OHOD

o NOOOWRN®DN M~ —ogos

. hgmccmmmh—m P~ mnod CurrentDataI'—;arameters
w o™ OO NNNC O = O M~ M~ W NAME 5018141
— — = T T T T T T T T T O P~ = I~ I~ EXPNO 4
S \V ==y BNV .

F2 - Acquisition Parameters

Date_ 20180107
Time 10.07
INSTRUM spect
-H PROBHD Smm PABBO BB/
-C PULPROG zgpo30
c” TD 32768
SOLVENT cocl3
NS 293
D5 0
.CN SWH 24038 461 Hz
N FIDRES 0.733596 Hz
| AQ 0.6815744 sec
RG 198.09
12d Bz DW 20500 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TOO 1
======== CHAMNMNEL f| ========
SFO1 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 47 50000000 W
======== CHANMEL f2 ========
SFO2  400.1316005 MHz
NUC2 1H
CPOPRG[2  waltzl6
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 033750001 W
PLW13 0273368001 W

F2 - Processing parameters

Sl 32768

S5F 100.6127516 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

P R A o 9t A A et st

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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O ACNCS MY Ao ol — Current Data Parameters
Fa W e T T - I s Tt B e B IR o1 Bl el Ve [ (2] MAME s0182
[Ta TR IS - - - S RS R N R s = [E] EXPNO 1
s % 2 s s s & & & % = a2 . . PROCHO 1
[l el e s e e Ll il [ag! —
‘\\&W F2 - Acquisition Paramsters
Date 20160108
= Time 21.07
INSTRUM spect
PROBHD 5 mm BBO BB-1H
MU AW D PULPROG zg30
oy B B B e T el TD 32788
U} = owpowp o omp o= ) 0 0 O SOLVENT cDCI3
T T NS 2
M~~~ e DS 0
- H SWH T246.377 Hz
\l / < C FIDRES 0221142 Hz
C 4 AQ 226008821 sec
RG 358
oW 62000 usec
DE 5.50 usec
TE 2878 K
/CN D1 2.00000000 sec
|}l TDO 1
======== CHANMEL f| ==
12e Boc NUCT 1H
P1 14.40 usec
PL1 1.80 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 4001300084 MH=z
WDW EM
S5B o
LB OHz
| GB ]

| PC 1.00

7.6 7.4 pPpm
o) km
o —~
=) =
. L
..... S 1 1 U AU N YAVD S S _
R R e L L LR L IR DL IR
10 9 8 7 3 5 4 3 2 1 0 ppm
c':m\ iy ol
(=] F] -r -
== o o
| = .
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Te] T DT NN w0
)] o< NN N s < MO WWw Mo 3
g 83838 8 PR PR X O P
E - T T - o M~ =~ = o EXPNO 3
NV T NP S
|
F2 - Acquisition Parameters
Date_ 20160109
Time 21.13
INSTRUM spect
PROBHD 5 mm BBO BB-1H
H PULPROG zgpg30
_ C/ TD 32768
= SOLVENT CDCI3
C NS 135
DS 1]
SWH 24038 461 Hz
CN FIDRES 0.733596 Hz
- AQ 0.6815744 sec
N RG 1024
| oW 20.800 usec
DE 650 usec
12e Boc TE 2983 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 9.00 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 1.80 dB
PL12 17.00 dB
PL13 20.00 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127558 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

VR RO Y WX RO SO

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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o e i el sl ol ol ol ol el e el el e ol S o el e el ol el o o _H
L—L’#%n JI === -C
Cc”
M~ = WO MmO @O DT TENOMINOANM DO SO SO
OO O WD WD Moy DO SO0 GO U Mo S 0 .CN
@@ o~~~ W W W W L) R s o wpowpowpowpowp o0 001 00 00 07 0 N
s e e e e e C e e e e e e e e e e e e e
L e e el el ol el ol L e el sl ot el ol el o el ol o ol ol el el |
I\ /7SS V" |
N SN e

W

12f

b
_/,' || w ka ;"U' ng)mnw'ﬂ.' L'M"ML - _)|

7.8 7.7 7.6 7.5 7.4 7.3 ppm
{'J)\-—i - 7?‘) 3] -
= ) — r—~ ] —
L’ ] (=] [+)1 ] ]
o — o of |l |4
- . — e — e . All'-.—l-_-,.._. I I u—r—..........-..
SRR N I IR LR HLL L IR LA AL B B B
10 5 8 7 6 5 4 3 2 1 0 ppm
a( A
(s I ] B0 ] Ly
e [} o] (s3]
cafmifed o

Current Data Parameters
HAME

50124-2
EXPMNO 1
PROCHO 1
F2 - Acguisition Paramesters
Date 201506808
Time 10.31
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
Ds o
SWH T246.377 Hz
FIDRES 0221142 Hz
AQ 226008821 sec
RG 2281
oW 62000 usec
DE 5.50 usec
TE 2074 K

D1 2.00000000 sec
0 1

=—======= CHAMNNEL f1 ===
NUC1 1H

P1 21.45 usec

PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 4001300081 MH=z
WDW EM

S5B o

LB OHz

GB ]

PC 1.00
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MO = OO0 WOoOWWw M~
MORIRMORVDO N ~O0gs
BRIABSIRAN S <~~~ ©
T T T T T T T T T @ = = M~ I~ /H
b - | /C
=\ \ [ | \ Ny 2
-CN
h
8859 RH88R 0=S=0
0w SCocooo
eeee 2oedd
| |
I\I ] | / \\Il//
12f
WL‘M&
r— 1 17 " 1T 7T 1T T T
138 136 134 132 130 ppm
EARAAEAR RAR AR RN WAL RULLLLRARS LA WAL EERARLRRAN EALARLARLY RARARRAY RARLARARLN RARRARARE) AR RUALLRARY RELRLALLL RRAREALARY ERALARLAN LALRRAREY R RN EALARLAR
190 180 170 160 150 140 130 120 110 100 S0 80 70 60 &0 40 30 20 10 0 ppm

Current Data Parameters
NAME S

S0124-2
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150606
Time 10.38
INSTRUM spect

PROBHD S mm BEBO BB-1H
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 144

(] 0

SWH 24038 461 Hz
FIDRES 0.733596 Hz
A 0.6815744 sec
RG 4597.6

(W 20.800 usec

DE 6.50 usec

TE 297 T K

D1 2.00000000 sec
D11 0.03000000 sec
TOO 1

======== CHAMMNEL | ========
NUC1 13C

P1 10.00 usec

PL1 6.70 dB

SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz16
NUIC2 1H

PCPD2 90.00 usec
PL2 -5.85 dB

PL12 6.00 dB

PL13 9.00 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

S5F 100.6127520 MHz
WDW EM

556 0

LB 1.00 Hz

GB 1]

PC 1.00
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W oesr om0 O 0w WD (=] — Current Data Parameters
Ao MO OO0 W o oo MNAME s0028
L s e s I T o BTy BT BT I T Ty AT S LR ] = o EXPMNO 3
* ® # * * ® * ® # * * ® * PROCHO i
oo oo an o M~ - e =~~~ r- r~- r- o
S = H ST Dt
e —_
T -C Time 12.08
C I INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 8
(38 T i | =~ = DS = O o
=y oo O @ DD CN SOLVENT chciz
W Uy LD =p =p o=p =g =g o=p < gg o
r~ el il Sl el e e | SWH 7246377 Hz
— FIDRES 0221142 Hz
\\\\\ } / K////‘ o= AQ 22609621 sec
RG 3225
(0 62000 usec
DE 650 usec
TE 2857 K
I D1 200000000 sec
||Ih' 12 TDo 1
|
|‘| iUI | A g ======== CHANMEL f| ====
[ I NUGC1 1H
[ || P1 15.00 usec
Voo PL1 -5.85 dB
I| | | SFO1 400.1324008 MH=z
| l;f‘ F2 - Processing parameters
[ =1 15384
\ﬁ SF 400.13000868 MH=z
WDWwW EM
— 558 D
- LE 0Hz
T I I GB o
7.55 7.50 pPpm FC 100
—
=
]
-
.._A,_,[ | " A L J‘
L S 0 e L
10 5 8 7 6 5 4 3 z 1 0 ppm
(=1 L] ] [ '.)—|
[=1 BT = || = ]
=1 Bl < [|ao e
(') — = [ =
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BIBH-BISRT = QI NG T
hroomsssdan 8 <1<~ 6 6
T T T T T T T — 00 M= = I~ P~
| L, | //J A ‘ | L'. }J
A\y22 $\ o
C/
= 8 I3 NN
— -] oo I
o ™ o) ) _
= s =T 0=5=0
‘ | \
129
NO,
| I |'
NP 'u)\‘__-l'\ﬁ.'\f IW«#J k\a%%
L I S B B B B
131 130 ppm
HER R L R R Ll R R L LR R LS LAY LAY ELR LN LAY LR ELRLRL LN LAY R LR IR
190 180 170 160 150 140 130 120 110 100 90 80 7O 20 10 0 ppm

Current Data Parameters
NAME sS0028

EXPNO 5
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20141205
Time 18.25
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 1000

=1

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 5192

oW 20.800 usec
DE 6.50 usec

TE 2963 K

01 2.00000000 sec
D11 D.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
NUCA 13C

P1 10.00 usec

PL1 6.70 dB

SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H

PCPD2 90.00 usec
PL2 -5.85 dB

PL12 9.10 dB

PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127690 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00
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o =y W o Current Data Parameters
Te = s o] o] r—~ NAME 50126
ot i s [==] =] EXPNC 1
.o . . FPROCNO 1
M = [a4] (na]
e F2 - Acguisition Paramesters
Date_ 20150608
Time 168.53
INSTRUM spect
O T D o ¥
- dab i a SROERD, o 880 gB-
/H bl A RS s e - - ol o O 32?689
-C e S el ol el o ol SOLVENT cociz
[

O
\
;
[
/
y/
/4
8%

SWH 7248.377 Hz
FIDRES D.221142 Hz
AQ 2 2600021 sec
-CN RG 258

oW §9.000 usec

| DE 6.50 usec

0= TE 2000 K
D1 2.00000000 sec
TOO 1
======== CHANMEL f1 ==
NUC1 1H
P1 21.45 usec
PL1 -5.85 dB
12h SFO1 400.1324008 MHz

F2 - Processing parameters

OMe sl 16384
SF 400.1300084 MHz
Wow EM
SSB D
LE 0Hz
GB ]
| | | PC 1.00
AV U W
I T I T
7.6 7.4 ppm

.068
2.157
5

I ..JL._-J T -J.JL\.I._A_-...JL\.... M ;,J_u_i_»-_ .....

10 5 8 7 6 5 4 3 2 1 0 ppm
) ) K
Te) faaY Il e ] ) [
e D | T — o
] [l Ee | [an] Fat] — ]
it ] L Bt ) Fon ) [0 (o] —
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o DO~TOHODOMDD

o CoNOOG &M AID RBE384s 3 Current Data Parameters
o 7] OO~ I~ ;2 ! &
© BInBRAKNIE o Y @ NAME 50126
-— - T T T T T T T 00 = = I~ I~ [Ty ] EXPNO 2

| NV N N

F2 - Acquisition Parameters

Date_ 20150609
Time 16.57
_H INSTRUM spect
_ C PROBHD 5 mm BBO BB-1H
C// PULPROG zgpg30
TD 32768
SOLVENT CDCI3
NS 195
bs a
N /CN SWH 24038 461 Hz
FIDRES 0.733596 Hz
I AQ 0.6815744 sec
0=S=0 RG 5792.6
oW 20.800 usec
DE 6.50 usec
TE 2891 K
o1 2.00000000 sec
D11 D.03000000 sec
TDOD 1
12h
======== CHANMEL f] ========
OM MUC1 13C
P1 10.00 usec
e PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANMNEL {2 ========
CPDPRG[2 waltz18
NUC2 1H
PCPD2 90.00 usec
PL2 -585dB
PL12 6.00 dB
PL13

9.00 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127536 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

e A A b

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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i .
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Current Data Parameters

NAME S0130
EXPNO 2
PROCNO 1

F2 - Acguisition Paramesters
Date_ 20150818
Time 228
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
SOLVENT DMSO
N3 12

D3 o

SWH 7211.530 Hz
FIDRES 0.220079 Hz
A 22718147 sec
RG a7z

oW G9.233 usec
DE 10.52 usec
TE IM2K

=] 2.00000000 sec
TDO 1
======== CHAMNMEL f1 ==
SFOA 400.1324008 MHz
NUC1 iH

P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300027 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00
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o MOWMSTNDOCNW M~
= MO D NO DT OWwo — [~ w0 = N OO 00O
o YN OO0 ONNO © r~ - TR ®OO 0 Current Data Parameters
M~ gmgmmmmmmmc w0 [ o] —O0O0O0O00 MW NAME S0130
-— — T T T T T T T T T (us] [ b i i - e i o 0 T Y EXPNO 3
NN\ T VY e
F2 - Acquisition Parameters
Date_ 20150618
Time 9.32
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
/H TD 32768
/C SOLVENT DMSO
C// NS 769
DS 1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
-CN RG 198.09
oW 20.800 usec
' DE 6.50 usec
TE 301.7K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
. SFO1 100.6233319 MHz
12i NUC1 13C
P1 10.00 usec
PLW1 45.00000000 W
NHACc
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

=] 32768

SF 100.6127202 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

bt

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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Current Data Parameters
HAME 50138
EXPMNO 1
PROCHO 1

F2 - Acguisition Paramesters

—3.5085
—3. 346

Date_ 20150824
Time 10.11
INSTRUM spect
_H PROEHD 5 mm FABEC BB/
_C PULPROG zg30
2 D 12788
C SOLVENT cDCl3
NS
DS o
CN SWH 7211.539 Hz
FIDRES  D.220079 Hz
N 7 AQ 22710147 sec
RG 00.72
e DW 0,233 usec
O—?—O DE 10.52 usec
TE 2086 K
. D1 2.00000000 sec
12] Me ToO 1
======== CHANNEL f1 ==
SFO1  400.1324008 MHz
NUCT 1H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

._L.Jh_n..__;. .._..._.._J.—,l_L_L.. —

10

9

g

L]

o

— |

7

&

5

4

3 2 1 0 ppm

)
2.986
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190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Current Data Parameters
NAME S0136

EXPNO 3
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20150626
Time 11.04
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 112

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2983 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127575 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00
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7.668
7.647
7.482
7.475
7.473
7.470
7.464
7.459
7.412
7.407
7.394
7.392
7.389
7.382
7.373
7.372
7.368
7.355
7.343
7.338
7.333
7.323

7.315
7.260

2.464

0.190

Current Data Parameters

NAME RV086
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130719
Time 10.15
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CDCI3

NS

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 45.3

DwW 69.000 usec
DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

P1 11.90 usec
PL1 3.00dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300091 MHz
WDW E

SSB 0

LB 0 Hz

GB 0

PC 1.00

2.000
1.039
1.907
3.167

3.021

9.067
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Current Data Parameters

NAME RV086
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130719
Time 10.39
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 7

32
SOLVENT CDCI3
NS 345

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1024

DW 20.800 usec
DE 6.50 usec
TE 300.5 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C

P1 9.40 usec

PL1 7.00 dB
SFO1 100.6233325 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H
PCPD2 90.00 usec
PL2 .00 dB
PL12 20.70 dB
PL13 23.70d

0dB
SFO2 400.1316005 MHz

F2 - Processing parameters
S| 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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Curmrent Data Parameters

MNAME 50020
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141128
Time 848
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg3l

TD 32768
SOLVENT DMSO
NS 12

DS [}

SWH 7246377 Hz
FIDRES 0221142 Hz
AQ 2.2600021 sec
RG 114

oW 89.000 usec
DE 8.50 usec

TE 2883 K

D1 2. 00000000 sec
Li] 1

======== CHANMEL f| ==
NUC1 H

P1 16.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16324

SF 400.1300021 MHz
WDOW

S5B O

LE OHz

GB ]

PC 1.00
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g M~OoDo Lo do
[ap] Cow=t = ~uw=r TN OO0 D
Fe 04 00 M~ W o o W0 — @0 mo o Current Data Parameters
— T T T T T T T bl or A s B B an I s ] EXPNO 4
‘ / -y S FROCNG 1

X
~

ANNNY

F2 - Acquisition Parameters
Date_ 20141129
Time 9.20
H INSTRUM spect
C\ PROBHD 5 mm BBO BB-1H
AN PULPROG zgpg30
CH, D 32768
SOLVENT DMSO
NS 919
DS 1]
NH SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
O NH2 RG 28963
oW 20.800 usec
814 DE 6.50 usec
TE 2985 K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6128156 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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R R R =R Ry R R e e ey I T R e Ty B e e e B e B B el (I Ty R RS - Current Data Parameters
COMMN AN AOOEEONNMOMe O e MmO o) e o o @ NAME 50021
O WWDWIWsp=p =P NN o000 = EXPMNO 1
s s s x e s w wm m s s m e s s m m % s x s s s w o ow s = s s ow ow . PROCHO 1
[l el el el e e el el Sl el il el el el el el el el i X« IR C o = N N Qo = K I Ty R T o Ty Ty Ty ] ol
L L L L L L L L L S ) F2 - Acguisition Paramesters
N____—-ﬁﬁj}-ﬂﬁ“cﬁ;‘ Date 20141129
Time 18.656
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
H SOLVENT cDCI3
C NS 2
N Ds o
CH SWH 7211.530 Hz
2 FIDRES 0.220079 Hz
AQ 2.2718147 sec
/CN RG f1.8
oW §9.333 usec
| DE 10.52 usec
TE 28786 K
16 Ts D1 200000000 sec
TDO 1
======== CHANMEL f| ==
SFO1 400.1324008 MH=z
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300083 MH=z
Wow EM
S5B o
LB OHz
GB ]
PC 1.00
. u S _— S S — ._J‘_.;,.J___L..,_/L._.__. -
10 9 a 7 & 5 4 3 2 1 0 ppm
o [o = wo)o]—]o = gnk [}
[ e [ap Y (V=] (Ty] (] (o] = () o
I=1 =1 =1(=1=1 = =3 =1 = —
A . ' .
(ot L N e NV Eon ) o) o] — — (o]
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DWOMO~—— oW ~0o
O OO oM~ uw ) o - (53]
e =R = e W o - o B o W o] A a2 Current Data Parameters
TOOOOOONNNN— O I~ I~ O — MNAME 50021
T T T T T T T T T T T P = = od EXPNO 3
- PROCHNO 1
NS \
W F2 - Acquisition Parameters
Date_ 20141129
Time 18.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
H SOLVENT cDCl3
C NS 1000
N bs a
CH, SWH 24035 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
-CN RG 198,09
| oW 20.800 usec
DE 650 usec
Ts TE 2994 K
16 D1 2.00000000 sec
D11 003000000 sec
TDOD 1
======== CHANMEL f] ========
SFO1 1006233319 MH=z
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 034252000 W
PLW13 D.27744001 W
F2 - Processing parameters
Sl 32768
SF 100.6127534 MH=z
WDW EM
S5B 0
LB 2.00 Hz
GB 0
PC 1.00
- i, L

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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A O ONOEDARSOMMO LMo o@ MO Moo [To B I T, QR Current Data Parameters
CSOMUOUDTr T~ OnnNMmM oA SO w & OO0 M@ MAME S0038
— O O MDD WD WD mn owmeoweompowmp oo oo () T 0 O O OO RO O o [ ] TR RT I TAIR - - Y EXPNO 1
W os m e s s a w w w w e s s m e o ow ow r w s o www e e e s s e e PROCHO 1
= Re =l el el Sl Sl el el i e i Sl Sl Sl Sl el el e ¥« U R =R el W ™ IS S N N
e \ _____F__A_=J:_.____A___—__J | F2 - Acguisition Paramesters
—-—=====;_==_=r-=€=-g==q_____1 ST Date_ 20141220
nl L Time a.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
M O MmO TD 32768
o [~ WD D ) e o) _Ph SOLVENT DMSQ
WD OAD =p o= owpo=po=p o=y /C NS 12
® * N # * -: -: ® // Ds o
L bl S C SWH 7211.530 Hz
| O FIDRES 0.220079 Hz
| / AQ 2.2718147 sec
! JJ\ RG 108.00
oW G9.233 usec
N NH DE 10.52 usec
2 TE 207 6 K
H =] 2.00000000 sec
TDO 1
Sl6a
======== CHANMEL f| ==
SFO1 400.1324008 MH=z
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300027 MH=z
Wow EM
S5B o
| B OHz
r‘ GB O
| PC 1.00
_.J‘I L\-—L._,\_.-\_.Jh .
I I I
7.6 7.5 ppm
™ K
L= o
< @
L= f=]
L] =
U | |
L_,____. \ l \ | A
I B L B B B By B
10 9 a 7 & 5 4 3 2 1 0 ppm
olo||lolvls]| [— ! [ts] ~ = =] I3¢] [=
O |||l |~ - m Lay) (| ™M -1
=1 | =1 =] IS ) [=] @ =] — o — —
=)= =] = — =] o o o [«
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o] OO~ 00 M~ W oD W
Te] OWN M~ WM oo Q e TON—OD D
w3 O —=Mo oo — 5 O ) =~ 0nMmOoo Current Data Parameters
e TOMNNN N~ — <t [Te} (=, Mo Mo Wer W Moo NAME S0038
— T T T T T T T T T (] 18] = 000 00N EXPNO 3
‘ \\\‘xc/ "7/ / ‘ | HW; PROCNO 1
F2 - Acquisition Parameters
Date_ 20141220
Time 10.19
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
_ Ph TD 32768
_ C SOLVENT DMSO
C// NS 140
DS 1]
O SWH 24038 461 Hz
J‘J\ FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09
N NH, oW 20,600 usec
H DE .50 usec
TE 2992 K
S 16 a 01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6128202 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

W

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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5.650

AN

\

R

~CgH13
-C
C 7
1.
N NH
N 2
S16b
S . . _-u-JL_JL..
10 ] 8

=}
(o] —
o L

o

020™—

1.141
1.000

o
o

0.488
2.1599
2.187
4.897

NAME SC127
EXPNO 1
PROCNO 1
Date_ 20140513
Time 16.03
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg3o

TD 32768
SOLVENT cDCl3
NS 12

Ds 0

SWH T246 377 Hz
FIDRES 0221142 Hz
AQ 2.2611110 sec
RG 11.3

Dw 69.000 usec
DE 6.50 usec
TE 2001 K

D 2.00000000 sec
TDO 1
—======= CHAMNEL f{ ========
NUCA 1H

P1 11.00 usec
PL1 -4.20dB
SFO1 400.1324008 MHz
Sl 16384

SF 400.1300087 MHz
wWDW EM

S5B 0

LB 0.00 Hz

GB 0

PC 1.00
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o -— - M~ 0 O
[ ] I~ — W =W M~ (=] wy o = W0 o™ W OO -
o & O olm oo o 3] 0ol oo o M~ 00 o Current Data Parameters
[Te} [ I 2 I I I~ I~ P~ O W0 =] — a0 oD NAME SC127
- - h il el (=] = = = = [T'g] I = EXPNO 3
[ [ PROCHNO 1
| R | ANV/% | e
H h ! I F2 - Acquisition Parameters
Date_ 20140514
Time .46
INSTRUM spect
PROBHD 5mm SEI 1H-13
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
CeHi3 NS 100
//C DS 1]
C - SWH 24038 461 Hz
O FIDRES 0.733596 Hz
AQ 0.6815744 sec
)J\ RG 32768
oW 20.800 usec
N NH DE 650 usec
2 TE 296.2 K
H D1 2.00000000 sec
D11 0.03000000 sec
S16b TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -4.20 dB
PL12 13.10 dB
PL13

16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127675 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

[TRGDIUPIRRSWRTDVRNPHOL SRUIPNNN IV UF T W !

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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MOUDODTONLYMOO oW WSO oo o Current Data Parameters
NMAAdOOM@OuUl=MO Ao == o] O o NAME 50041
NOOWD U WD W W R omp s s s ompowpowp ) 0N 0 00 O 0 0 O O O — EXPMNO 1
e & s 4 s s+ s & s & s a2 & o+ a2 % = s o o w s ow . PROCMHO 1
[l el e el St Sl Sl Sl sl Sl el el Sl Sl el Bl el el el el el [y
L L F2 - Acguisition Paramesters
Date 20141220
Time 2263
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
Ds o
SWH 7211.538 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG 177.18
oW G9.233 usec
DE 10.52 usec
/CN TE 28785 K
D1 2.00000000 sec
| TOOD 1
TS ======== CHAMMEL f| ==
68. SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

] 16354
SF 4001300083 MKz
‘ WDW EM
SSB O
|‘ “ ’ LB OHz
GE O
‘ | ‘ | PC 1.00

7.5 7.4 7.3 Ppm

/ -
— B VL _ a i LK_LJ__._.._..__

10 5 3 I 5 4 2 2 1 0 ppm

1.894
4.068
2.97

2.000,— =

1.949
1.864
4.068
2.5974
2.871
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BE528835-38338 o%® o
- =
Mt OO O @ e o 8 m-?:u:\lcn @ Current Data Parameters
ggmmmmmmmmmmmom )~ I~ 0 — NAME S0041
T T T T T T T T v v v v v () 0 M= = = ("] EXPNO 3
L - — PROCHNO 1
Ss\\= W
F2 - Acquisition Parameters
Date_ 20141220
Time 23.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
_ Ph TD 32768
_ C SOLVENT CDCI3
C// NS 480
DS 1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
/CN RG 1958.09
oW 20.800 usec
I DE 6.50 usec
TS TE 2988 K
6a D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127481 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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el ek R iR R R R R = OM= OO OO~ Ao~ Current Data Parameters
[ s o s 1 s O o S e el U o BT T o S R o8 I R R Ve e o TR URP s S T = e e s B i = B B s = O el el U] MAME SC131
et N T b T B T o o T o T T o T O o I R B B TR IR B - - = B T o I o I o I N BT I I EXPNO 1
v e s e e e e e v s o s e s T PROCHO 1
[l el e e S i Sl Sl Sl il el Sl el R A B R B e e B e e B B B e B B B B B B B |
R S R e L L | e F2 - Acquisition Parameters
%::‘\\1 TT—= | Date 20140518
1 Time 1016
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
@D o O D TD azres
T [ iD D I O o] et e SOLVENT cDCia
(s B T I T I o T I M s NS 2
- . . - - . - - - . Ds (1]
el e o Nl CeH1s SWH 7211.520 Hz
| //C FIDRES 0.220079 Hz
\ / C I AQ 2.2718147 sec
RG 4515
oW G9.233 usec
DE 10.52 usec
TE 2888 K
/CN D1 2.00000000 sec
N TOO 1
|
T ======== CHAMNMNEL f1 ==
6b S SFOA 400.1324008 MHz
NUC1 iH
1 P1 12 .80 usec
. |r PLW1 1500000000 W
I || ”l F2 - Processing parameters
| | =] 16324
| | | | SF 400.1300085 MHz
V| | | ft WDoW EM
| l"-‘||Ll LoV SSB 0
JI \ 1 k LB 0 Hz
GEB ]
" —~ N PC 1.00
I I
7.4 ppm

305

..... Ll

10 5 3 7 I 5 4 2 2 1 0 ppm
tl'Jk IIILl"?l o ll)r"h = |~ /ILD
f =] | = LTl FoN] w
Lo n ] e =] ) = T§]
o W (a1 I (o] o e n ]
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O~ OO W [~
TOR~FTNON~NSD T o] 0o~ o ‘_ESQD"““"""
nrnooomomo ~ . i} &N B P~ DO~ ~G~A Current Data Parameters
ggmmmmmmc\lc\lm fa)] P~ I~ O < — W — & MNAME SC131
T T T T T T T T T (%3] = = = = I O ™ — EXPNO 3
| |
NN % N2, e
| F2 - Acquisition Parameters
Date_ 20140518
Time 1027
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
_C 6H 13 SOLVENT cDCI3
//C NS 173
C - bs a
SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 195.09
-CN DW 20.800 usec
| DE 6.50 usec
TE 2894 K
Ts D1 2.00000000 sec
6b D11 0.03000000 sec
TDOD 1
======== CHAMNMNEL {1 ========
SFO1 100.6233319 MH=z
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127519 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

SYRE RV TP

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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e Ry R s R i T =R W s S R B el R s W Ty n ™M Current Data Parameters
WMWer o] e e OO~ OO O e o 0o ~ O MAME sSo0a1
0O WWWuw U sy s < st spep e Mmooy e ur oy EXPNO 1
s % 2 8 8 % & 8 8 %= = = & % = = s = = = = % PR PROCHO 1
[l el el e e e e Sl el el el al el e el el o) —
bbb b b Lttt F2 - Acquisition Parameters
=T Date_ 20150311
r Time 16.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
L AT BN T S I = T i s T B B RS R B i e = PULPROG zg30
IR I I I s T S o e T A - ot o B e BT ] TD 32768
M~ =~ Wi WL u u) u) <p <p op ef <f < o<p o M SOLVENT CcDCI3
f s s s s a s s s o s a oa s s oa w o NS 2
\ Ph Lol el el el S S e S Sl el Sl el el sl DS 0

y NSNS e
ae.T2

CN oW 69.333 usec
9 DE 10.52 usec
TE 2074 K
D1 2.00000000 sec
ToO 1
l ======== CHAMNMEL f1 ==

SFO1  400.1324008 MHz
NUCT 1H

P1 12 .80 usec
H PLW1 15.00000000 W

F2 - Processing parameters
Sl 16384
| I | ‘ SF 4001300085 MH=z
|n ‘ 1| ‘BNSDBW o =
(I 1N 5 o
| | | ||| || H |Hn PC 1.00
I‘ § I 'll I L” | ‘ |
/R N AL LAY
I I I I I I
7.7 7.6 7.5 7.4 ppm
(_J/ (1"1) KLf'h o N)
< o o <
(=] o (=] (=} (=]
~ — 3 ] R
Ui N} JHJ'\____JJ\ SE—

10 5 3 7 I 5 4 2 2 1 0 ppm
S e [u el ed w
(wn ] o] [Tol [o¥] [an] o
o DY e ) [ ] [ o] o
v Pl El ] ]
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Current Data Parameters
NAME S0091

111.77
107.32

o
o
I~
o
=

139.80
138.37
129.78
129.32
129.30
128.84
127.81
125.36
124.68
121.81
77.55

77.23

76.91

EXPNO 2

N\ e reasston o

F2 - Acquisition Parameters

Date_ 20150312
Time 10.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
\ PULPROG zgpg30
P h TD 32768
SOLVENT CDCI3
N NS 150
I DS 1]
SWH 24038 461 Hz
CN FIDRES 0.733596 Hz
9 £AQ 0.5815744 sec
RG 1958.09
oW 20.800 usec
DE 650 usec
TE 2980 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127454 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

AR o A APy

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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a15780

c11
C12
CcC13
O
C15 c14
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Table 1. Crystal data and structure refinement for a15780.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.19°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

a15780

C15 H10 N2
218.25
200(2) K
0.71073 A
Orthorhombic
Pbca

a=13.936(7) A a=90°.
b=7.077(3) A B= 90°.
¢ =22.807(10) A y=90°.

2249.2(17) A3

8

1.289 Mg/m3

0.078 mm-!

912

0.21 x 0.18 x 0.03 mm?3
3.431t025.19°.

-16<=h<=16, -8<=k<=5, -26<=1<=27
15611

2016 [R(int) = 0.1822]

99.3 %

multi-scan

0.9977 and 0.9839

Full-matrix least-squares on F2
2016/0/154

0.976

R1=0.0582, wR2 = 0.1137
R1=0.1301, wR2 = 0.1461
0.213 and -0.222 e. A3
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Table 2.  Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for a15780. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
C(1) 725(2) 6898(4) 4090(1) 36(1)
C(2) 1117(2) 9035(4) 4881(1) 33(1)
C@3) 852(2) 7998(4) 5364(1) 37(1)
C(4) 1048(2) 8802(4) 5905(1) 43(1)
C(5) 1485(2) 10561(4) 5949(1) 44(1)
C(6) 1728(2) 11584(4) 5459(1) 42(1)
C(7) 1551(2) 10809(4) 4908(1) 34(1)
C(8) 1705(2) 11441(4) 4316(1) 35(1)
C(9) 1374(2) 10114(4) 3938(1) 33(1)
C(10) 1338(2) 10111(4) 3296(1) 33(1)
C(11) 2066(2) 10992(4) 2984(1) 45(1)
C(12) 2036(3) 11077(4) 2377(1) 53(1)
C(13) 1290(2) 10281(4) 2074(1) 48(1)
C(14) 560(2) 9386(4) 2376(1) 43(1)
C(15) 583(2) 9297(4) 2984(1) 38(1)
N(1) 481(2) 5417(4) 3949(1) 52(1)
N(2) 998(2) 8602(3) 4280(1) 33(1)
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Table 3.  Bond lengths [A] and angles [°] for a15780.

C(1)-N(1)
C(1)-N@)
C(A-C()
C(-C(7)
C(2-N@)
C(3)-C(4)
CE3)-HE)
C(4)-C(5)
C(4)-H(4)
C(5)-C(6)
C()-HE)
C(6)-C(7)
C(6)-H(6)
C(7)-C(8)
C(8)-C(9)
C(8)-H(8)
C(9)-N(2)
C(9)-C(10)
C(10)-C(11)
C(10)-C(15)
C(11)-C(12)
C(11)-H(11)
C(12)-C(13)
C(12)-H(12)
C(13)-C(14)
C(13)-H(13)
C(14)-C(15)
C(14)-H(14)
C(15)-H(15)

N(1)-C(1)-N(2)
C(3)-C(2)-C(7)
C(3)-C(2)-N(2)
C(7)-C(2)-N(2)

1.148(3)
1.337(4)
1.374(4)
1.395(4)
1.413(3)
1.386(4)
0.9500
1.389(4)
0.9500
1.374(4)
0.9500
1.392(4)
0.9500
1.438(4)
1.356(4)
0.9500
1.425(3)
1.465(3)
1.386(4)
1.394(4)
1.388(4)
0.9500
1.370(4)
0.9500
1.382(4)
0.9500
1.387(3)
0.9500
0.9500

177.3(3)
124.1(3)
129.0(3)
106.8(2)
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C(2)-C(3)-C(4)
C(2)-C(3)-H(3)
C(4)-C(3)-H(3)
C(3)-C(4)-C(5)
C(3)-C(4)-H(4)
C(5)-C(4)-H(4)
C(6)-C(5)-C(4)
C(6)-C(5)-H(5)
C(4)-C(5)-H(5)
C(5)-C(6)-C(7)
C(5)-C(6)-H(6)
C(7)-C(6)-H(6)
C(6)-C(7)-C(2)
C(6)-C(7)-C(8)
C(2)-C(7)-C(8)
C(9)-C(8)-C(7)
C(9)-C(8)-H(8)
C(7)-C(8)-H(8)
C(8)-C(9)-N(2)
C(8)-C(9)-C(10)
N(2)-C(9)-C(10)
C(11)-C(10)-C(15)
C(11)-C(10)-C(9)
C(15)-C(10)-C(9)
C(10)-C(11)-C(12)
C(10)-C(11)-H(11)
C(12)-C(11)-H(11)
C(13)-C(12)-C(11)
C(13)-C(12)-H(12)
C(11)-C(12)-H(12)
C(12)-C(13)-C(14)
C(12)-C(13)-H(13)
C(14)-C(13)-H(13)
C(13)-C(14)-C(15)
C(13)-C(14)-H(14)
C(15)-C(14)-H(14)

116.2(3)
121.9
121.9
121.2(3)
119.4
119.4
121.4(3)
119.3
119.3
118.9(3)
120.6
120.6
118.1(3)
134.3(3)
107.6(2)
109.4(3)
125.3
125.3
107.2(2)
130.5(3)
122.3(2)
118.5(3)
119.1(3)
122.4(3)
120.6(3)
119.7
119.7
120.6(3)
119.7
119.7
119.7(3)
120.2
120.2
120.2(3)
119.9
119.9
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C(14)-C(15)-C(10)
C(14)-C(15)-H(15)
C(10)-C(15)-H(15)
C(1)-N(2)-C(2)
C(1)-N(2)-C(9)
C(2)-N(2)-C(9)

120.6(3)
119.7
119.7
122.9(2)
127.2(2)
109.0(2)

Symmetry transformations used to generate equivalent atoms:
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Table 4.

displacement factor exponent takes the form: -2n2[ h2a*2U + ... + 2 h k a* b* U12]

Anisotropic displacement parameters (A2x 10%)for a15780. The anisotropic

Ull U22 U33 U23 U13 U12
c(1) 44(2) 31(2) 35(2) 4(1) -2(1) 0(2)
C(2) 30(2) 34(2) 34(2) -2(1) -1(1) 5(1)
c(@3) 34(2) 34(2) 44(2) 3(1) 2(1) 2(1)
C(4) 40(2) 50(2) 37(2) 6(2) 4(1) 7(2)
C(5) 41(2) 53(2) 39(2) -9(2) -1(1) 2(2)
C(6) 39(2) 41(2) 46(2) -7(2) -3(1) -2(2)
c(?) 30(2) 33(2) 38(2) 0(1) -2(1) 1(1)
C(8) 32(2) 29(2) 45(2) 2(1) -1(1) -3(1)
C(9) 34(2) 24(2) 39(2) 5(1) 0(1) -2(1)
C(10) 38(2) 23(2) 38(2) 4(1) -5(1) 2(1)
C(11) 51(2) 41(2) 44(2) 5(1) -2(2) -14(2)
C(12) 70(3) 47(2) 43(2) 8(2) 8(2) -14(2)
C(13) 68(3) 40(2) 36(2) 3(1) 2(2) 2(2)
C(14) 49(2) 41(2) 39(2) -1(2) 72) -1(2)
C(15) 40(2) 32(2) 41(2) 2(1) 0(1) -3(2)
N(L) 74(2) 34(2) 47(2) 4(1) -9(1) 7(2)
N(2) 36(2) 27(1) 35(1) 1(1) -4(1) -2(1)
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Table 5.  Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 103)
for a15780.
X y z U(eq)

H(3) 552 6798 5329 45
H(4) 880 8138 6252 51
H(5) 1619 11067 6326 53
H(6) 2011 12800 5495 50
H(8) 1993 12606 4207 42
H(11) 2590 11542 3189 55
H(12) 2537 11694 2169 64
H(13) 1273 10343 1658 58
H(14) 4 8831 2168 51
H(15) 81 8677 3189 45
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Current Data Parameters
NAME

50125
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150809
Time 8.08
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULFPROG zg30
D 3zTee
SOLVENT CDCl2
S 2
Ds o
SWH 7248.377 Hz
FIDRES 0.221142 Hz
AQ 2.2800821 sec
RG 61
= 52.000 usec
DE 6.50 usec
TE 20886 K
D1 2.00000000 sec
TDO 1
1H
P1 21.45 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
51 16384
SF 400.1300095 MHz
Wow EM
558 o
LB O Hz
GB o
PC 1.00
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D= O DN T O T =~
ME-RADIOMOOVLDRL  © 0 0=
FESSASREERTS ¥ Meg T
l_____l_\_-_:::;::bh \III }J /:/,%/_J ‘ PROCHNO 1
Rl F2 - Acquisition Parameters
Date_ 20150609
Time 9.27
INSTRUM spect
CN PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
\ SOLVENT CDCI3
NS 131
DS 1]
N SWH 24038 461 Hz
| FIDRES 0.733596 Hz
AQ 0.6815744 sec
C6H5302 RG 9195.2
oW 20.800 usec
13f DE 5.50 usec
TE 2986 K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 6.00 dB
PL13

9.00 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127506 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

VNS

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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R R I R Ty R R I R e N S R T o B T - = oo Current Data Parameters
Wl oA AR A A OO O @O0 uw ooy W =g =~ MAME S0030
I W I I i B e B i S T I ST IR T B U= RS LS = B L= LS o [T O o EXPHNO 1
T T T . PR PROCNO 1
(=R = e o e = e = e el e e e il el ol sl el e e ol -
"——"_—_—55:—:'"—_;_______ el F2 - Acquisition Parameters
—-=..-‘|---._.______-'| = Date 20141210
Time 240
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
CN Ds o
SWH 7211.538 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
\ RG 198.08
oW G9.233 usec
DE 10.52 usec
TE 2883 K
N o1 2.00000000 sec
I TDO 1
4'N 02C6H4SOZ ======== CHAMNMEL f1 ==
SFO1 400.1324008 MHz
139 NUCT iH
P1 12 .80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

M km im e nm eaia s amiia s ae— M e S WY ._..._...__.__l e e x e

10 5 7 I 5 4 2 2 1 0 ppm
memnmm
= WD (0D [ S O D
oo oo S
e[S A e |
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CN

A\
N
4-NO,CgzH,4SO,
139

W00 00D~ —

TNOO~OF~NND~O ™ 0 =

—cd 0 Ol 0000 [~ O WO o P~ n o m Current Data Parameters
WTOONNNONN N~ — [Te] I~ I~ © MNAME S0030
o T T T T T T T T T [s)] P = = EXPNO 3

| | PROCNO 1

F2 - Acquisition Parameters

Date_ 20141210
Time 9.45
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768

SOLVENT CDCI3
NS 1229

=1

DS 1]

SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 1958.09

oW 20.800 usec

DE 650 usec

TE 2994 K

01 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C

P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127479 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

A A A P Sl

190 180 170 160

150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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DoY MM n o~~~ O r~ Current Data Parameters
Lo I i AT s S T B T s s B R e s e S B R Yo BT B ] — NAME 50128
OMO@WWaprresr e MMM o o a EXPNO 1
. . - - - . - . . . - - - . - . . . - - - PROCNO 1
oM~~~ D Ly
[ . | o F2 - Acquisition Parameters
— | r__,_—::-—’?ﬁ_f Date_ 20150812
[= =Ty B o s T I T R s O e 838
W)U ) ) 0D 0D WD e INSTRUM spect
et A S S g+ g R PROBHD 5§ mm FABEO BB/
s o8 % % B 8 B & & % % PULPROG zg30
[l el e Sl el sl CN o azTes
SOLVENT CDCI3
/ NS 12
Ds o
\ SWH 7211.538 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
N RG 3.58
| oW G9.233 usec
DE 10.52 usec
4-MeOC6H4802 TE 207 B K
D1 2.00000000 sec
13h TOOD 1
== CHAMNEL f| ========
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300083 MH=z
WDW
| | | | S5B o
UUY S g
— . e —
B T PC 1.00
L B B L R
7.3 7.4 prpm
- o
o ™
[ L'
—
— AJ_“LJ__ _— S .._.J.._ll...a.... - .._.__J_l_,-._
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T [T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10 9 3 7 s 5 4 2 2 1 0 ppm
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o O oMM oMo -
b po i i e B e 8 E ﬁ E % Current Data Parameters
b SRR IEIRE22 o ~ M~ © w NAME S0128
— T T T T T T T T T T (%3] P = = [Ts] EXPNO 2
SN\ TN R
F2 - Acquisition Parameters
Date_ 20150812
Time .40
CN INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
A\ SOLVENT cDCI3
NS 500
DS 1]
N SWH 24038 461 Hz
| FIDRES 0.733596 Hz
AQ 0.6815744 sec
4-MeOC6H4802 RG 198.09
oW 20.800 usec
1 3h DE 650 usec
TE 2984 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768
SF 100.6127522 MHz
WDW EM
SSB 0
LB 200 Hz
GB 0
PC 1.00
o - _-_.J | ——] al l "

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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-r
o MU OO O~ OO oMU WD < MO D O TR Current Data Parameters
o B T I s = s P R s o B [ s s = R (At ™ Moo NAME 50132
. WOoOOORE@M~ WU U S oo e [24] uy = o= o O, EXPNO 1
o C e e e e e e e e e e e e e s . e e e PROCNG 1
— @ ! N B I
‘ | 1 | | F2 - Acquisition Parameters
\ | \ Date_ 20150622
| Time 1419
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
SOLVENT DMSO
NS 12
CN Ds o
SWH 7211.530 Hz
FIDRES 0.220079 Hz
AQ 2.2718147 sec
\ RG 89.08
oW G9.233 usec
DE 10.52 usec
N TE 2883 K
| D1 2.00000000 sec
TDO 1
4-AcN HC6H4SOZ ======== CHANMEL fl ==
13 . SFO1 400.1324008 MH=z
| NUCT H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300030 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

10 5 B 7 3 5 4 2 2 1 ppm
< (% @ [ [ Ju |~ 1—|k Lﬂk [Tel fum
(o] " 4 |07 D e [ | - (] [a]
o 521 ol Lo o e ) (e} [} D) o () (o]
— [ [N B (il B | o (o] [
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— W~ O ®MmsTWnoOC=OOow
o )= M~ WWo M~ OLuW [~ T OO0 0
)] W W OO oD~ o O o o — O ~NOo 0 Current Data Parameters
w SOOI O] o od OO 3 3y 3y 0O =F MAME 50133
— Lol ol ol R (8)] - s s B s I o T o T b I Y EXPNO 3
| | - PROCHNO 1
| S\ L A x
' l F2 - Acquisition Parameters
Date_ 20150822
Time 14.31
INSTRUM spect
CN PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
\ SOLVENT DMSO
NS 428
DS 1]
N SWH 24038 461 Hz
| J|F!'IéJF{ES 0 BgiT53?345495 Hz
. sec
4-AcNHCgH 4SO, RG 198.09
. oW 20.800 usec
DE 650 usec
13| TE 2994 K
01 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

=] 32768

SF 100.6128204 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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WD WD M T oM OO P = o Curmrent Data Parameters
R O@mMO OO ™ U I~ T3] MAME S0137
[sa s sy = = T TR I TR I TR IR T 5 s s S S o o ] EXPNO 1
P T T T A . . PROCMHO 1
F‘“F‘“I.’I.’L"“F‘“F‘“l’l““l"“l"“l.’t““t" ™ —
F2 - Acguisition Paramesters
Date 20150827
Time 838
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
[y o I T T = s O SOLVENT cDCi2
CN ) e O o P U NS 2
W W) W u =posposp e
[ DS 0
= P~ [~ = P~ - SWH 7211.530 Hz

FIDRES 0.220079 Hz

> N 2" amiime

oW §9.333 usec
N DE 10.52 usec
I TE 200.0 K
M D1 2.00000000 sec
S 1

13] f‘ TDO

| ======== CHAMMEL f| ========
| q SFO1 400.1324008 MHz
NUC1 iH
P1 12 .80 usec
‘ | | PLW1 15.00000000 W
| | F2 - Processing parameters
| | | I| S| 16384
SF 400.1300083 MHz
WDW EM
—— —_— S5B o
T T T LB OHz
GB ]
7.6 7.5 prm PC 1.00
[ (s}
[ )
o [}
— —

.......... R | Y SR A W

10 5 3 7 I 5 4 2 2 1 0 ppm
gc‘:mc‘:m koll' ol |ol
] =1l (=1 [T9] o - )
{630 Lo [l () o} — o Lo
O e[S = (4] T3] i
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recrystallized

NOoOWMNS MO
R0 g E ﬁ E - Current Data Parameters
BRARARE2 © I~ © oi NAME SO137
— = = o T T (=] P~ I~ I~ =+ EXPNO 4
\\\|// II/ ‘ PROCNO 1
|
! F2 - Acquisition Parameters
Date_ 20150627
Time 18.00
INSTRUM spect
PROBHD 5 mm PABBOC BB/
CN PULPROG zgpg30
TD 32768
SOLVENT CDCI3
AN NS
(] 0
SWH 24038 461 Hz
N FIDRES 0.733596 Hz
| A 0.6815744 sec
MS RG 198.09
13 (W 20.800 usec
] DE 6.50 usec
TE 2959 K
D1 2.00000000 sec
D11 0.03000000 sec
TOO 1
======== CHAMMNEL | ========
SF01 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 4600000000 W
======== CHAMNMNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W
F2 - Processing parameters
| 32768
5F 100.6127479 MHz
WDW EM
S56 0
LB 2.00 Hz
GB 1]
PC 1.00
B L L L L L L L L L L L L L R LR Ry LR L hl L L L n L LR RS LR
190 180 1170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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= C S0 T WD D O @ w o WMD) WD P 0 En ) [T Y +] g CurrentDataP:'lqrameters
NMOMMO OO =] d NN AWD S 0AD O LUo TS T« o NAME 50034
WD WD WD WD WD WD mp ompompowp o= ) 0 0 0T 0 0 O O - - [T I o | fa s] EXPMNO 1
& % % % 8 B ¥ % & & % % % 8 & & & & & & % & @ & s s PROCHO 1
el e S S el Sl el el el el o el el el el el el el s e e G — o
S Sy LI B I B I F2 - Acquisition Parameters
=3 | - Date 20141210
Time 2120
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
CmO MO @O e oUW WD o) =M TD 32768
MO OO0 O WU M — oo \ SOLVENT cDCi2
(=N e Vo - B NS R U it B B B e B o I N I N [l Y | M-~ r-~r-r- NS 12
W o e s s w e e e w e e s s e w e oS 0
[l il e S Sl Sl el Sl il el Sl Sl el el Sl Sl fL=Jpte JteJpte] N SWH 7211.530 Hz
|| | FIDRES 0.220079 Hz
\l / AQ 22719147 sec
CN RG 198.08
14 oW 69.333 usec
DE 10.52 usec
TE 2878 K
D1 2.00000000 sec
TDO 1
W e
JUUL A M s = CHAMMEL #1 =
T I T I T I T I T I T SFOA 400.1324008 MH=z
7.6 7.4 7.2 7.0 g.8 PEm nuet 12 80 beec
L | PLW1 1500000000 W
\Ln = — ‘J..'I" o Ell- Pmss‘ig%sp“aramelers
" s [= =
Eg :‘J; (C'J (s3] c"; SF 4001300083 MH=z
B B . . . WDOW EM
| — — - — S5B o
LB OHz
GB ]
PC 1.00
i
T T I I I T I I T I
5 8 7 6 5 4 3 z 1 0 ppm
Ty | e = - ]
ol = e [ =
oo |o o =]
] el Bl [ —
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o~ ;WO W0
O-NUN-©O~ TN 25 8 =
I~ 00 O W <t O v O [~ o @ od®m @ M Current Data Parameters
MO NANN~D O M~ = 0 - o < NAME 50034
T T T T T T T = = = oy o — EXPHO 3
VAV / I e
1)
!
i F2 - Acquisition Parameters
Date_ 20141211
Time 9.47
INSTRUM spect
PROBHD 5 mm PABBOC BB/
\ PULPROG zgpg30
TD 32768
SOLVENT CDCI3
N NS 1004
I (] 0
SWH 24038 461 Hz
CN FIDRES 0.733596 Hz
14 AQ 0.6815744 sec
RG 198.09
(W 20.800 usec
DE 6.50 usec
TE 2996 K
D1 2.00000000 sec
D11 0.03000000 sec
TOO 1
======== CHAMMNEL | ========
SF01 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 4600000000 W
======== CHAMNMNEL {2 ========
SFO2 400.1316005 MHz
NUIC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

Sl 32768

S5F 100.6127464 MHz
WDW EM

556 0

LB 2.00 Hz

GB 1]

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 &80 770 60 50 40 30 20 10 0 ppm
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HO oMM oMU SO oD OO oM Current Data Parameters
WU er 9 A D Do o] O & oD [« BTy MAME S0155
(elUeRte TS ITS BT AR - - R - RS RS B i I - o w0 EXPNO 1
s s s 8 8 s s & & % % % & s = 3 ® = w « s PROCHO 1
| Sl Sl e el Sl Sl el S Al el e -~~~ —
L L |t N F2 - Acguisition Paramesters
Date 20150817
Time 1417
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
D [ U0 e o SOLVENT CDCI3
il e R gg 02
WD WD = oy owp e owy owp own
[ SWH 7211.538 Hz
[l el el nl el el e e e FIDRES 0.220079 Hz
Boc. .CN -C AQ 2.2719147 sec
\ | N _C~ RG 80.08
_ C N oW G9.233 usec
- - ~ DE 10.50 usec
C NC Boc TE 2085 K
D1 2.00000000 sec
TOOD 1
15 ======== CHAMMEL f| ========
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300088 MH=z
‘ WDW EM
S5B o
LB OHz
GB ]
PC 1.00
W AW
7.7 7.6 7.5 PEm
- ']
- —
= ']
— ™ |
A
e ks e —— e B S T
L L L B B L L L L L L L L L B I L B B
10 9 3 7 s 5 4 2 2 1 0 ppm
] Nlll cn\ o
(=] F] [ —
=1 [8] | |
—|mM o ey
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o 0 M~ =P~ O - o
i oo 0 ﬂ 2!'3 5 ﬂ 1{:‘\1} E g Current Data Parameters
2 HHBLRT 3 I~ O~ O ~ NAME 50155
— — T T T = — O P = = I~ I~ o EXPNO 3
| \\t X/ x | \\ | PROCNO 1
\' F2 - Acquisition Parameters
Date_ 20150917
Time 14 .43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
NS 271
E'us'an 240%8 461 H
o L Z
Boc. _CN -C FIDRES  0.733596 Hz
N C AQ 0.6815744 sec
-C _N. RG 198.09
C/ NC BOC oW 20.800 usec
DE 6.50 usec
TE 2891 K
o1 2.00000000 sec
15 D11 D.03000000 sec
TDOD 1
======== CHANMEL f] ========
SFO1 100.6233319 MH=z
NUC1 13C
P1 10.00 usec
PLW1 47.50000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.33750001 W
PLW13 027338001 W

F2 - Processing parameters

=] 32768

SF 100.6127453 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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[ R Co B SR - TS RS e B el s LS U ) - Current Data Parameters
OO @O O @OmWOW e &N WD [s's] Ty MAME SO0D50indole
= - s T B TS - s - A b Bt B o B T o Y 4] ] EXPNO 1
e b s s s 4 s o s w e s e s e w s . . PROCMHO 1
oo~~~ ol —
Lt S F2 - Acguisition Paramesters
Time .18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
CN SOLVENT cDCI3
NS 2
Ds o
SWH 7211.538 Hz
\ FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG 8.7z
N oW £0.333 usec
| DE 10.52 usec
TE 28786 K
Ts D1 2.00000000 sec
10a TDo 1
======== CHANMEL f| ==
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec
PLW1 1500000000 W
F2 - Processing parameters
Sl 16384
SF 4001300080 MH=z
WDW EM
S5B o
LB OHz
GB ]
PC 1.00
r || |
— U - . R T S— m—mmum
L L L B B L L L L L L L L L B I L B B
10 l 3 7 g 5 4 1 0 ppm
/) k\ | |
Tl (=1 B 1 [32] (] = - o
W o oo fu | = o =g o -
m|o|m|o | — r~| |~ |o=
=] Bl e el g} =] I (NN I =]
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OO OWomo o~ W0
NOROAND L RN 8 E ﬁ E % Current Data Parameters
ISV SILEIR/ITE P ~ r~ © - NAME  50050indole
T T T T T T T T T T T (53] P = = o EXPNO 3
\ax\\///// | PROCNO 1
F2 - Acquisition Parameters
Date_ 20150209
Time 927
p INSTRUM spect
- o PROBHD S5 mm PABBO BB/
CN -~ PULPROG zgpg30
- TD 32768
| SOLVENT coci3
Vo NS 262
AN N DS 0
SWH 24038.461 Hz
FIDRES 0.733596 Hz
N AQ 0.6815744 sec
| RG 198.09
TS Dw 20.800 usec
DE 6.50 usec
10a TE 298.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMNEL {1 ========
SFO1 100.6233319 MHz
MUCA 13C
P1 10.00 usec
|| PLWA1 46.00000000 W
JIN ======== CHANNEL 2 ========
Aoy I ot SFO2  400.1318005 MHz
T ggggas[z 1H| 16
waltz
114 ppm PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W
F2 - Processing parameters
sl 32768
SF 100.6127486 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB D
PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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Tommy Chien
印章


CN

I

|
10a Ts

Table 1. Crystal data and structure refinement for a15781.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.02°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

al5781

Cl16 H12N2 02 S

296.34

200(2) K

0.71073 A

Monoclinic

P 2l/c

a=9.0829(15) A a=90°.

b =10.2351(14) A B= 97.384(10)°.

c=15.664(2) A y =90°.
1444.1(4) A3

4

1.363 Mg/m3

0.229 mm-!

616

0.23 x 0.07 x 0.03 mm?3

2.26 to0 25.02°.

-10<=h<=10, -12<=k<=12, -18<=I<=18
9899

2547 [R(int) = 0.0797]

99.6 %

multi-scan

0.9932 and 0.9492

Full-matrix least-squares on F2
2547/0/190

1.017

R1 =0.0529, wR2 = 0.1059
R1=0.1015, wR2 = 0.1274

0.314 and -0.317 e. A3
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Table 2.  Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for al5781. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
C(1) 3412(3) 1652(3) 1185(2) 31(1)
C(2) 4047(4) 408(3) 1177(2) 41(1)
C@3) 3516(4) -459(3) 534(2) 49(1)
C(4) 2373(4) -122(3) -108(2) 40(1)
C(5) 1822(4) -1052(4) -832(3) 60(1)
C(6) 1744(4) 1120(3) -82(2) 42(1)
C(7) 2260(4) 2008(3) 557(2) 39(1)
C(8) 1717(3) 2233(3) 2932(2) 29(1)
C(9) 604(4) 3057(3) 2540(2) 35(1)
C(10) -799(4) 2891(4) 2770(2) 43(1)
C(11) -1103(4) 1951(3) 3373(2) 44(1)
C(12) 6(4) 1152(3) 3768(2) 38(1)
C(13) 1437(3) 1292(3) 3541(2) 29(1)
C(14) 2853(4) 676(3) 3832(2) 31(1)
C(15) 3899(4) 1223(3) 3401(2) 34(1)
C(16) 3119(4) -298(3) 4498(2) 38(1)
N(1) 3255(3) 2196(2) 2859(2) 31(1)
N(2) 3305(3) -1058(3) 5036(2) 57(1)
0(1) 3419(2) 4015(2) 1814(2) 42(1)
0(2) 5603(2) 2584(2) 2260(2) 45(1)
S(1) 4043(1) 2747(1) 2009(1) 34(1)
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Table 3.  Bond lengths [A] and angles [°] for a15781.

C(1)-C(7)
C(1)-C(2)
C(1)-S(2)
C(2)-C(3)
C(2)-H(2)
C(3)-C(4)
C@)-HQ)
C(4)-C(6)
C(4)-C(5)
C(5)-H(5A)
C(5)-H(5B)
C(5)-H(5C)
C(6)-C(7)
C(6)-H(6)
C(7)-H(7)
C(8)-C(9)
C(8)-C(13)
C(8)-N(1)
C(9)-C(10)
C(9)-H(9)
C(10)-C(11)
C(10)-H(10)
C(11)-C(12)
C(11)-H(11)
C(12)-C(13)
C(12)-H(12)
C(13)-C(14)
C(14)-C(15)
C(14)-C(16)
C(15)-N(1)
C(15)-H(15)
C(16)-N(2)
N(1)-S(1)
0(1)-S(1)

1.390(4)
1.398(4)
1.751(3)
1.381(4)
0.9500
1.393(5)
0.9500
1.396(4)
1.516(4)
0.9800
0.9800
0.9800
1.388(4)
0.9500
0.9500
1.397(4)
1.402(4)
1.417(4)
1.378(5)
0.9500
1.400(5)
0.9500
1.381(4)
0.9500
1.398(4)
0.9500
1.452(4)
1.355(4)
1.441(4)
1.389(4)
0.9500
1.143(4)
1.687(3)
1.434(2)
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0(2)-S(1)

C(7)-C(1)-C(2)
C(7)-C(1)-S(1)
C(2)-C(1)-S(1)
C(3)-C(2)-C(1)
C(3)-C(2)-H(2)
C(1)-C(2)-H(2)
C(2)-C(3)-C(4)
C(2)-C(3)-HQ)
C(4)-C(3)-H@)
C(3)-C(4)-C(6)
C(3)-C(4)-C(5)
C(6)-C(4)-C(5)
C(4)-C(5)-H(5A)
C(4)-C(5)-H(5B)

H(5A)-C(5)-H(5B)

C(4)-C(5)-H(5C)

H(5A)-C(5)-H(5C)
H(5B)-C(5)-H(5C)

C(7)-C(6)-C(4)
C(7)-C(6)-H(6)
C(4)-C(6)-H(6)
C(6)-C(7)-C(2)
C(6)-C(7)-H(7)
C(1)-C(7)-H(7)
C(9)-C(8)-C(13)
C(9)-C(8)-N(1)
C(13)-C(8)-N(1)
C(10)-C(9)-C(8)
C(10)-C(9)-H(9)
C(8)-C(9)-H(9)

C(9)-C(10)-C(11)
C(9)-C(10)-H(10)

C(11)-C(10)-H(10)
C(12)-C(11)-C(10)

1.431(2)

120.5(3)
120.0(3)
119.5(3)
119.0(3)
120.5
1205
121.7(3)
119.2
119.2
118.4(3)
121.9(3)
119.8(3)
109.5
109.5
109.5
109.5
109.5
109.5
121.0(3)
1195
1195
119.5(3)
120.2
120.2
122.0(3)
130.3(3)
107.6(3)
116.9(3)
121.6
1216
122.0(3)
119.0
119.0
120.9(3)
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C(12)-C(11)-H(11)
C(10)-C(11)-H(11)
C(11)-C(12)-C(13)
C(11)-C(12)-H(12)
C(13)-C(12)-H(12)
C(12)-C(13)-C(8)
C(12)-C(13)-C(14)
C(8)-C(13)-C(14)
C(15)-C(14)-C(16)
C(15)-C(14)-C(13)
C(16)-C(14)-C(13)
C(14)-C(15)-N(1)
C(14)-C(15)-H(15)
N(1)-C(15)-H(15)
N(2)-C(16)-C(14)
C(15)-N(1)-C(8)
C(15)-N(1)-S(1)
C(8)-N(1)-S(2)
0(2)-5(1)-0(1)
0(2)-S(1)-N(1)
O(1)-S(1)-N(1)
0(2)-5(1)-C(2)
0(1)-S(1)-C(1)
N(1)-S(1)-C(1)

119.5
1195
118.3(3)
120.9
120.9
120.0(3)
133.7(3)
106.3(3)
125.7(3)
108.3(3)
126.0(3)
109.5(3)
125.3
125.3
178.4(4)
108.2(3)
122.3(2)
125.3(2)
120.96(13)
104.49(13)
105.95(14)
110.28(15)
109.86(15)
103.67(14)

Symmetry transformations used to generate equivalent atoms:
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Table 4.

displacement factor exponent takes the form: -2n2[ h2a*2U + ... + 2 h k a* b* U12]

Anisotropic displacement parameters (A2x 103)for a15781.

The anisotropic

Ull U22 U33 U23 U13 U12
c() 32(2) 35(2) 27(2) 5(2) 5(2) -1(2)
c() 40(2) 39(2) 41(2) 1) -4(2) 6(2)
C@3) 49(3) 40(2) 55(3) -2(2) 0(2) 9(2)
C(4) 43(2) 40(2) 38(2) -2(2) 6(2) -3(2)
C(5) 70(3) 56(3) 53(3) -13(2) 2(2) 0(2)
C(6) 46(2) 42(2) 36(2) 6(2) -1(2) -2(2)
c() 42(2) 39(2) 34(2) 7(2) 3(2) 1(2)
C(8) 28(2) 32(2) 27(2) -6(2) -2(2) 0(2)
C(9) 32(2) 38(2) 33(2) 5(2) 1(2) 3(2)
C(10) 31(2) 57(2) 39(2) 1(2) -4(2) 5(2)
C(11) 25(2) 59(2) 47(3) -3(2) 1(2) 7(2)
C(12) 41(2) 40(2) 32(2) 1) 5(2) -14(2)
C(13) 32(2) 29(2) 26(2) -3(2) 0(2) -5(1)
C(14) 38(2) 28(2) 25(2) 2(2) -1(2) -1(2)
C(15) 37(2) 35(2) 29(2) 2(2) -5(2) 10(2)
C(16) 41(2) 37(2) 35(2) 0(2) 1(2) -1(2)
N(1) 27(2) 37(2) 29(2) 6(1) 2(1) 1(1)
N(2) 72(2) 45(2) 50(2) 15(2) -6(2) -5(2)
0(1) 45(2) 31(1) 49(2) 5(1) 6(1) -6(1)
0(2) 23(1) 63(2) 49(2) 0(1) 1(1) -5(1)
(1) 30(1) 36(1) 36(1) 4(1) 3(1) -5(1)
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Table 5.  Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 103)
for al5781.
X y z U(eq)

H(2) 4831 162 1608 49
H(3) 3942 -1306 530 59
H(5A) 1019 -636 -1215 90
H(5B) 1451 -1852 -590 90
H(5C) 2640 -1269 -1158 90
H(6) 950 1361 -509 50
H(7) 1829 2853 564 46
H(9) 804 3702 2135 42
H(10) -1583 3431 2512 52
H(11) -2086 1862 3511 53
H(12) -198 523 4183 45
H(15) 4916 978 3461 41
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(] DO~~~ M~O0<s M
™ N@—@No@r oW r-uP- 0&8 H 8 % % % Current Data Parameters
2 LIIHBRIKID ~ o5 M 1= © o - NAME  SD-103({new)
- T T T T ToT T T T [ )] o= = = u o EXPNO 4
I Y T e
)
!
I f F2 - Acqguisition Parameters
Date_ 20140707
Time 13.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
CN SOLVENT CDCI3
NS 456
DS 0
\ SWH 24035 461 Hz
FIDRES 0.733596 Hz
AT 0.6815744 sec
RG 198.09
MeO N DW 20.800 usec
' DE £.50 usec
Ts TE 3000 K
10b D1 2.00000000 sec
D1 0.03000000 sec
TDO 1
======== CHANMNEL f1 ========
SFO1 100.6233319 MHz
NUC1 13C
F1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

Sl 32768

SF 100.6127756 MHz
WDW EM

556 0

LB 2.00Hz

GB 1]

PC 1.00

il l n .

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

148 / 187



OO0 DOm0 oM Mo ™ o Current Data Parameters
CIMO @MW M AT WO O @D oD o @ — NAME 5C1831
[T e = T BT T o T ot B ot I o N R | uy ™ o ] EXPNO 1
T T . e . e PROCNO 1
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TD 32768
SOLVENT CDCI2
CN NS 2
Ds o
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\ FIDRES 0.221142 Hz
AQ 22608821 sec
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oW 62000 usec
N DE 6.50 usec
Me
| TE 2883 K
D1 2.00000000 sec
Ts TOO 1
10c
======== CHAMNMNEL f1 ==
NUC1 iH
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 40013000868 MH=z
Wow EM
S5B o
LB OHz
GB ]
PC 1.00
B 0 | R §
I B L B B B B B
10 9 a 7 & 5 4 3 2 1 0 ppm
|
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e | e |ed |- ~|m
=1 1 =1 ] [=] tal 3]
— ||| e — ™m|m

149 / 187



OO —WU0WwWw HWwodm——

TAm@EnMnoo R o E‘_‘f‘ ERE ﬁ@ Current Data Parameters

EHEIIFBREE222 o« ™~ I~ © o NAME SC163-1

T T T T T T T T T (=] F= = I~ oo EXPNO 2
PROCNO 1

\ |'I jj
| F2 - Acquisition Parameters
Date_ 20140718
Time 18.00
INSTRUM spect
PROBHD 5 mm PABBO BB/
CN PULPROG zgpg30

TD 32768

SOLVENT CDCI3
NS 1000

A\ DS

1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
Me N AQ 0.6815744 sec
| RG 1958.09
TS oW 20.800 usec
1 OC DE 650 usec
TE 2999 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127500 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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l 2OCCO000T sae
oy} 1
m=mmmmas DHAMNEL 17 ====saaa
MU H
P1 1900 usac
PL1 - AR
SFG ALL 7 E24008 MHz

F2 Processing pasameters
5 1‘.‘%@-‘1

4001300050 MHz
il
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DWNONROFUOLNO M~ DODWD AW OWw
N OO~ OMO~ROONNDOOUOUUOMMVOTTTOMNOD (o]
Qmmwodmmmmmhuini-'é-l—'w'cicﬁnj#‘—"—'—'“?m.c"q ™~ Current Data Paramsters
MO OOOMNANNNNNN NN NN ™~ v 0 M~ — MAME  SD-D80-2Z{cld)
T T T T T TS T T T T T T YT YT T T v v v v v v v v 5 M~ [~ [~ od EXPNO 3
L = L L \ e = PROCNO 1
F2 - Acquisition Parameters
Date_ 20140611
Time 2258
INSTRUM spect
PROBHD 5mm SEI 1H-13
& B8 RIBSREG5R T B8838B833 CN FpPROC 5P
i o OO0 0o M~ W0 =0 O SOLVENT coCl3
] Mo OO NN o OO OO OO e 5 000
-~ - bl el sl e ol o bl A \ DS 0
| | \\ \\ || // ‘ \\}V / SWH 24038 461 Hz
FIDRES 0.733596 Hz
F.C N AQ 0.6815744 sec
3 | RG 7298.2
T oW 20.800 usec
101: ) DE 650 usec
TE 2972 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 15.50 usec
| | PL1 7.30 dB
B W SFO1 100.6233325 MHz
[ L T T L T T T T
136 134 132 130 128 126 124 122 ppm croenep. | et
NUC2 1H
PCPD2 90.00 usec
PL2 -4.20 dB
PL12 13.10dB
PL13

16.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127709 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

et L

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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e o~ UM DA =y o O r~ WO o= Cument Data Parameters
oM O~ O o oo WO W — W MAME SC184
(s T b It Bt BT ot ot a3 Bt o Qe o e = s Rt B = [T B ot EXPNO 1
T . . PROCNO 1
fe= R o o R s s R O o ol e e el el o L

\

F2 - Acguisition Paramesters
|I Date 20140818
Time 814

INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2530
CN D 32788
SOLVENT cDCI3
NS 2
DS 0
\ SWH 7211.530 Hz
FIDRES  D.22007% Hz
AQ 22718147 sec
O-N N RG 198.00
2 | oW 62,233 usac
DE 10.52 usec
Ts TE 2069 K
1 Og D1 2.00000000 sec
TDO 1
======== CHANMEL f1 ========
SFO1  400.1324008 MHz
NUC1 H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

A I J —
10 5 3 7 I 5 4 2 2 1 0 ppm
{231 ] L5 B (] [ (le) = | WD
(le] WO T || = [ "y (] | D
[5)1 (5] L) | e ) (] o — —| o
o ] e | Dot o [ (4] =| =
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O M~ 00WMmw— (0w
QOMOOOON~ T = 0 0o @
S e R P = = @ 0N a o] Current Data Parameters
= MMM NONN ~— — ™ M~ = 0 - NAME SC184
T T T T T T T T T T (53] P = = od EXPNO 2
NS\ e
F2 - Acquisition Parameters
Date_ 20140916
Time 9.29
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
CN SOLVENT CDCI3
NS 1645
DS 1]
\ SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
N RG 1958.09
O,-N | DW 20.800 usec
DE 6.50 usec
Ts TE 300.5 K
10g D1 2.00000000 sec
D11 D.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 027744001 W

F2 - Processing parameters

=] 32768

SF 100.6127685 MHz
WDW EM

SS5B 0

LB 2.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

158 / 187



Lo O =T B U - L B T e I i e B = L e o] — ) =TT ol Current Data Parameters
L N g e s s R s = R U= B S S RS S | - [ W o MAME SC115a
oOmOoDEEC-MONOoOOoDOoOoDOo O ao ) T3 I [= =] EXPNO 1
- - . - - - . - - - . - - - - - - - - PROCNO 1
L= el e S Sl el el g o i B
II F2 - Acquisition Parameters
\\. | Date_ 20140427
| Time 1310
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
CN Ds o
SWH 7211.538 Hz
FIDRES 0.220079 Hz
MeO AQ 22710147 sec
\ RG BB.D8
oW G9.233 usec
DE 10.52 usec
TE 2082 K
N D1 2.00000000 sec
| TDO 1
Ts ======== CHANNEL fl ==
10 h SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300083 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

| |
_— B JPMBHN . E— I P L — ._JL._J.J_/ \_.__.}'\_.‘_

10 5 8 7 6 5 4 3 2 1 0 ppm
||y WD O | | = = )I"'" WO e - ]
oo ey o Juy oo ] o (Te 3 I a2 ns]
(=] [a ) E o] || n ] o o o
et e ] el ]— ™ ) o |ew| o

159 /187



w W ood S WS S W0 I~
N SInueNanaQ 9 E E ﬁ E g % Current Data Parameters
5 IBISTIRNEIZ 5 & ™~ I~ © o - NAME C115a
= T T T T T T T T - (7] P = = uw o EXPNO 3
oINS N e o
\/
F2 - Acquisition Parameters
Date_ 20140427
Time 14.09
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
CN SOLVENT cDCI3
NS 1040
MeO DS 0
\ SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
N RG 1958.09
| oW 20.800 usec
DE 650 usec
Ts TE 2996 K
10h D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
SFO1 100.6233319 MHz
NUCA 13C
P1 10.00 usec
PLW1 45.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W
F2 - Processing parameters
sl 32768
SF 100.6127481 MHz
WDW EM
SSB 0
LB 200 Hz
GB 0
PC 1.00
" " |l i L -
I L L L L L Ly L Ly L L L L LR R AL Rl b R L) LR AN e
190 180 170 160 150 140 130 120 110 100 90 B8O 70 60 50 40 30 20 10 0 ppm
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mUYE

Currant Data Faramelers

MMM AN SO~ W ™ o 3 A
PO o W P o o o M 0 ™ MANME SO-0E3eu)
=R N R s R K s = o F:{FPNC :
. . e e e e . PROCNG 1
R e o ol o ol o ol =
| ,ul - V) F2  Acquisiticn Parameters
= \ r’ Date_ 20740426
1 | Time 15.07
RS TRLIL spec
PROBHD 5mm SE 1H-13
PLULPRGG g0
T 32Teh
CN SOLVENT TS
NS 12
(1 il
Me SWH 7246 37T Hr
\ FIDRES 0221142 Hz
A 22608921 sec
3 114
N DWW £5 000 Jzac
DE 6 50 ugac
| TE 3061 K
o 2 OCLO00ET sae
Ts ;

10i oo
===ccc=s CHAMMEL f1 ==22==ee
ML H
B 1740

PL1
SFGA

F2  Frocess ng pasametars
b1 14‘%51

5F A00. 13007 18 MHzZ
WY EL

556 0

LE (Hz

GR 0

FC 1.00

h M. JL-.A_

10 3 s 7 é 5 ] 3 5 1 3 oo
|| W Wy | [ [Ta] =]
oWy | o - o] |- [¥s]
ololo|o|S]|- = =
il Bl ] i) ™| o
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pure

CN
Me

101 'S

M= 00 Y — W o) < O v = W0

CYILID BN DO® ™19 D L
= oM IO o [ = 03 -—
— o T o - o T T T P Pom o (Y]

—130.26

AN
\
\

—93.28

/r
/

21.19

SRR T PHR——

vt

1900 180 170 160

150 140 130

1200 110 100 90 80 /0 &0 50 40 30 20 0

O ppm

Current Dala Parameters

MNANME SD-063(0ld)y
EXFNO 3
FROCNG 1

=2 - Acowsion Paramelers
Lale 20140425

Tirme 19,35
INSTRUM spect
PROEHD & rmm SEI1H-15
FULFROG L'é:;pgSU

D 3276k
SOLVENT COCIG
MNE 056

CS

SWH 240050 467 Hy
SDRES 0.TAER0G He
AL 06815744 sec
RG 2006,2

0wy 20800 psec
LE £ 50 ussr
TE 2904 K

o}y 200000000 sec
011 0 OANNCDNON ser
TG0 1
======== CHANNEL 7] ========
MUCA 130

F- 15,50 usec

FL1 VA0 dE
SR 100 62353245 MHz

s======2= CHANNEL 3 ========

CPOPRG[2 valtz 16
U2 iH
FLEDZ A000 usec
FL2 -4 20 dB
FL12 1310 dE
PL13

1610 d8
SFO2 400, 13160045 MHz

=2 - Procassin ? parameters
Sl 32706

5F 006127767 MHz
WY EIM

5B 0

LE 1.00 He
GE 0

P 100
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Lo I T BT B = Y I N e = U e e o B o O e e bl i I O T = T N | o] o=
[T e T el B I e B B ot et [ B B s A B 6 A WL U w ) Wowr ) o~ P~ WD o @ WO
[ o o e e w O T I O I T I R T R coOo o ™M [1g o o
@ ANt I B o R —
| |
LIS N | L e R I T s s |
— o~ it N I B B e ) ]
Uy ) uy g B I b B B I N
CN . e e s e s
ip r~ - r~ =~ =~~~ r~- -
o v
\ |
I
N -
1
J \
. Ts |
_ — || ||
|
I
Frm R
) I||.I |
|
@ e J
g L I
.
o 7.3 ppm
o
I~
o
.
o
— — E— S Y T W L«_J\___J__._
10 ) 3 7 I 5 4 3 2 1 0 ppm
e Y
] [l [l = =1 (531 — L [
] =1 T3] =7 I o L o =
163 LY Fayl () (a3 ] Lo Lol Lot
e | 2 |0 ~— ) [l (s

Current Data Parameters
HAME

SD-022
EXPMNO 1
PROCHO 1
F2 - Acguisition Paramesters
Date 201406824
Time 247
INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zg30
TD 32768
SOLVENT cDCi2
NS 2
Ds o
SWH 7246377 Hz
FIDRES 0.221142 Hz
AQ 226008821 sec
RG 2281
oW 62000 usec
DE 5.50 usec
TE 288.5 K
=] 2.00000000 sec
TDO 1
======== CHANMNEL f1 ==
NUC1 1H
P1 11.00 usec
PL1 -4.20 dB8
SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384
SF 4001300081 MH=z
WDOW EM
S5B o
LB OHz
GEB ]
PC 1.00
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aure

o B o e 3 I o o T T ol o T e R
NONO-MNNG MO N Te) =N T vy
COTONS DL G~ OO o Mmoo ? 9
< < ap B TS T VI VIV Bl o Fm e 0 o <+
Ll il e i el i (»)] P P P o) o o
1) ) |
RSN Y. ,//r// | |/
b - - o I
i R NRNAL |

=2 - Acguisilio
Dale 2
Tima

NSTRURM
PRI

f Faramelers

624

i-Pr
Ts

10j

======== CHANNEL f| ========
130

L L B L L L L L I L L I L L I L L LR LR L LR L) LR
190 180 170 160 o500 140 130 120 110 100 90 80 0 60 50 40 30 200 10 0 ppm
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PO PO~ MO AT DO o oy e Current Data Parameters
WA e oo 5D ~ L= Ty MAME SC1581
OO 0D D D MDD WD WD) e o O ™y Wwom EXPNO 1
T T T T T . . e PROCHO 1
L= el el el Al Sl il Sl el sl il el o4 ™ ™
L O F2 - Acquisition Parameters

— \l‘% Vﬂ_‘fé‘f” | | Date_ 20140711
Il Time 9.38
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
Ds o
C N SWH T246.377 Hz
FIDRES 0221142 Hz
AQ 226008821 sec
t-Bu RG 57
\ oW 69.000 usec
DE 5.50 usec
TE 2881 K
N D1 2.00000000 sec
| TOOD 1
TS ======== CHAMNMEL f1 ==
lOk NUC1 1H
P1 15.00 usec
PL1 -5.85 dB

SFO1 400.1324008 MHz

F2 - Processing parameters

=1l 16384

SF 400.1300088 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

10 El 8 7 € 5 4 3 2 1 0 ppm
|I | |IK
(=R 05 0 £5 ol fan ]l ] — -
[l (o (a2 [l (=] [Ty} =
olo|=|o|o|— o ~
R . .
| o] [ ] o

165/ 187



O ONSTONN— O
i R R i A s S B B E ERE g: £ Current Data Parameters
FEIBHRIANIERD o ~ M~ © 6= NAME SC159-1
T T T T T T T T T T T [s)] P = = [ap B an] o EXPNO 2
Vo [ PROCHNO 1
NN N ||
F2 - Acquisition Parameters
Date_ 20140711
Time 9.43
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
SOLVENT CDCI3
CN NS 88
DS 1]
t-Bu SWH 24035 461 Hz
\ FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 2048
N oW 20.800 usec
| DE 650 usec
TE 2985 K
Ts D1 2.00000000 sec
10k D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127524 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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M OOUUNNADCNEMO OO @ — Current Data Parameters
HWO W o O e e OO WG WO [y MAME SC172
L eI el T o e o s B B T B s B N B B B [ ] EXPMNO 2
P e a8 s w4 om s e e sk mowoa e e . PROCNO 1
=Tl el el el e e S e St Sl il il il (o]
M/ﬁ-ﬁi; F2 - Acquisition Parameters
Date 20140818
Time 10.05
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
MO MY O PO e o TD 32788
=powp ] ] O WD M~ W0 W e SOLVENT cDCi2
CN R RN RN ] o NS 3
W oe e ok o a a a e e oaw DS 0
F R SWH 7246.377 Hz
\ \ | \ FIDRES  D.221142Hz
\ AQ 22608821 sec
RG 114
oW 62000 usec
N DE 8.50 usec
| TE 300.6 K
T D1 2.00000000 sec
101 S TDO 1
======== CHAMMEL f| ========
NUC1 iH
P1 15.00 usec
l PL1 -5.85 dB
SFO1 400.1324008 MHz
| || F2 - Processing parameters
Sl 16384
| SF 4001300088 MH=z
Wow EM
‘ ‘ S5B o
“ LB OHz
|| | | GB O
PC 1.00

| |f| . i
U

7.4 7.3 7.2 pPpm

........... — LJI..__._J| ;__._...JL_._J_ \_,Lﬁ_...l.i

10 5 3 7 I 5 4 2 2 1 0 ppm
s | /
) [0 | = [s 5] [um) —
o oo | - [Tg] [ (3]
(1 [ [4)] | —
olal=l |el= o
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RN S8288R2ILIBITLyo uq 5
- bl - —
. s T T s w o e Current Data Parameters
58 AIBEAQRRLEC880es Mo - NAME SC17T2
— — e 0O P = = o EXPNO 4
L L. | | | PROCHNO 1
VRSV NV
F2 - Acquisition Parameters
Date_ 20140818
Time 10.33
INSTRUM spect
PROBHD 5 mm BBO BB-1H
CN PULPROG zgpg30
TD 32768
F SOLVENT CDCI3
NS 382
\ DS 1]
SWH 24038 461 Hz
FIDRES 0.733596 Hz
N AQ 0.6815744 sec
I RG 28963
TS oW 20.800 usec
10| DE 6.50 usec
TE 3020K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHAMNMEL {1 ========
NUCA 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHAMNMNEL {2 ========
CPDPRG[2 waltz 16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13

12.10 dB
SFO2 400.1316005 MHz

F2 - Processing parameters

=] 32768

SF 100.6127487 MHz
WDW EM

SS5B 0

LB 1.00 Hz

=B 0

PC 1.00

Mm

190 180 17y0 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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Currant Data Peramelers

DR NOYNWOUNMMD AN oD~ O - o 5
A A HO DN O W @ o MAME S0-0490ud)
O @ WA e M el M L FxFNC 1
PROCNO 1
A e ) -
L | 4 J F2 Acquisiticn Parameters
“‘“*’C‘-:.-;'&ﬁ | %"gf | | Date 30+ 40630
1 Time 21.09
M= TRLIL speal
PROBHD Smm 58 1TH13%
PULPREG g

T 32768
SOLVENT COCI3
NS 2

1
CN = 0

Cl SWH TG ATT He
FIDRES 0221147 Hz
\ A 22609921 sec
RS 2
[y B8 400 sar
N LE G50 U
e 26 f
| o1 2 OCCO00CD sec
Ts o i

10m

zzz==z== CHAMNEL f1 2222222
ML H
b )

PL1
SFO

Fz P'ocessng%ga'ammms

5 1niad

SF 400 13000%E MHz
Fr

"-‘\."n"'-‘c

556 0

LE (Hz

R o]

PC 1.00

L e B L B L B L L L B L B
14 3 & 7 o 5 4 S 2 1 I pom

[ | A= L el el [T ™~

L] Vo] ol Funl f | o

Al || m

i =1y M
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Current Dala Parametars

77.32
77.00

76.68
21.69

N‘a R H
FROB II.l

CN
Cl N
N
Ts
10m

szzs=sss CHAMMEL 7] ss=s2s2s
MNUCA 13
P 15 5011
PL1 1d
SR [0 62355325 MHz

======== CHANNEL f2 ========

L L B L L L L L B L L L L L I L L LR LA LA LA RAL) LR
190 180 170 160 50 140 130 120 110 100 90 80 0 60 50 40 30 200 10 0 ppm
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HW @S o oMo W o ] @ m Current Data Parameters
[ W e R e I T Rt en TR s T ol = Ut IR Y ] (] [T= Ty MAME SC180
o~ o OV 0D D - WD WD MDY O = [T I EXPND 2
. - - - . - . . . - - - - . . PROCNO 1
@ s o4 ~
F2 - Acguisition Paramesters
Date 20140831
Time 14.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
CN Ds o
SWH 7211.538 Hz
F3C FIDRES 0220079 Hz
\ AQ 2.2718147 sec
RG 198.08
oW G9.233 usec
DE 10.52 usec
N TE 2084 K
| D1 2.00000000 sec
TS TOOD 1
10 n ======== CHAMNMEL f1 ==
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300087 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

Y I B T

10 9 8 7 3 5 4 3 2 1 0 ppm
Hﬂ\ﬂmﬁ\ﬂk [ w| [
Lo Fen] (o fa] [an] o] od| e
=] E =) =) =) | [
N + N
O | | = | = e | e
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— [ar)
=] @ Current Data Parameters
@& NAME SC180
oo EXPNO 4
‘ ‘ PROCNO 1
F2 - Acquisition Parameters
Date_ 20140831
Time 19.30
INSTRUM spect
Qoo =0 Qe@iome-n PROBHD S5 mm PABBO BB/
2N NN “BEEEEE RN
——.— —r e — SOLVENT cDCl3
NS 136
\. || | \ |II \ CN ne 5
[ F.C SWH 24036461 Hz
3 FIDRES 0.733596 Hz
AN AQ 0.6815744 sec
RG 198.09
Dw 20.800 usec
N DE 5.50 usec
| TE 2998 K
Ts D1 2.00000000 sec
10n D11 0.03000000 sec
TDO 1
======== CHAMNMNEL {1 ========
SFO1 1006233319 MHz
MUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
| ======== CHANMNEL {2 ========
SFO2  400.1218005 MHz
| | | NUC2 1H
II FI I | U& ¥ CPOPRG[2  waltz16
| | L PCPD2 90.00 usec
tpeid o AN N, ' PLW2  15.00000000 W
: | | 125 ppm PLW12  0.34252000 W
PLW13  D.27744001 W
129 128 ppm
F2 - Processing parameters
s 32768
SF 100.6127468 MHz
WDW EM
SSB
LB 2.00 Hz
GB
PC 1.00
l L ‘ J ‘ J [ i L ke
190 180 170 160 150 140 130 120 110 100 90 80 7O 60 50 40 30 20 10 0 ppm
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[ R e R U W Ty I s W = R = ooy Cument Data Parameters
GO W) e O O U)o O WD e WD e WD — W MAME SC198
WO Mmoo o] D@ oo oy = w0 EXPNO 1
D T T T T T . .. PROCMHO 1
oo ooOoOoOoOoo-~-~~e o =
| F2 - Acquisition Parameters
Date 20141024
Time 818
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32788
SOLVENT CDCI3
NS 2
C N Ds o
SWH 7211.538 Hz
02 N FIDRES 0.220079 Hz
AQ 2.2718147 sec
RG 198.08
oW G9.233 usec
DE 10.52 usec
N TE 2887 K
| D1 2.00000000 sec
TS TOOD 1
100 —======= CHANNEL f1 ==
SFO1 400.1324008 MHz
NUC1 iH
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

=1l 16384

SF 400.1300087 MHz
WDOW EM

S5B 0

LB 0O Hz

GEB ]

PC 1.00

.
J I L
S
10 5 3 7 I3 5 4 3 2 1 0 ppm
7 UI
oo [ |67 — | L] | |uy
o [ |~ ©d (Tyl fu] L fam B lap
;M |o ||| o = — LUo ) ]
() El fand ] fat] —~ ) o |7
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OMNOONOOO®OD O D
RIVRRADINNQ QN (".i-‘: E ﬁ E % Current Data Parameters
TEe88883gaE3Y o ~ M~ © - NAME SC196
T T T T T T T T T T T (] P = = od EXPNO 2
| PROCHNO 1
NS
! F2 - Acquisition Parameters
Date_ 20141024
Time 10.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
FDPROG &P
CN SOLVENT cDci3
NS 231
O,>N DS 0
\ SWH 24038 461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
N RG 195.09
I oW 20.800 usec
DE 650 usec
Ts TE 3000K
100 D1 2.00000000 sec
D11 003000000 sec
TDOD 1
======== CHANMNEL {1 ========
SFO1 100.6233319 MH=z
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANMNEL {2 ========
SFO2 400.1318005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLWZ2 15.00000000 W
PLW12 0.34252000 W
PLW13 D.27744001 W

F2 - Processing parameters

=] 32768

SF 100.6127463 MHz
WDW EM
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Tommy Chien
印章


<3N

I
23 Ts

Table 1. Crystal data and structure refinement for a17991.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

A

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.05°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I1>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

al7991

C19H16 N202 S

336.40

296(2) K

0.71073 A

Monoclinic

P 2l/c

a=9.3811(4) A a=90°.

b = 20.8484(10) A B=99.098(2)°.

c =8.6963(4) A y =90°.
1679.43(13) A3

4

1.330 Mg/m?3

0.206 mm-!

704

0.52 x 0.28 x 0.20 mm?®

1.95 to 25.05°.

-9<=h<=11, -13<=k<=24, -10<=I<=9
11240

2958 [R(int) = 0.0313]

99.4 %

multi-scan

0.9600 and 0.9005

Full-matrix least-squares on F2

2958 /0 /217

1.026

R1=0.0536, wR2 = 0.1392
R1=0.0786, wR2 = 0.1575

0.296 and -0.228 e.A-3
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Table 2.  Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for al7991. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
C(1) 2001(3) 6776(1) 11365(3) 64(1)
C(2) 2547(4) 7363(2) 11887(4) 88(1)
C@) 1815(4) 7914(1) 11372(4) 89(1)
C(4) 552(3) 7896(1) 10344(3) 70(1)
C(5) -229(4) 8503(2) 9781(4) 97(1)
C(6) 29(3) 7302(2) 9856(4) 90(1)
C(7) 734(3) 6744(1) 10354(4) 83(1)
C(8) 3163(3) 5570(1) 9156(3) 61(1)
C(9) 1814(3) 5295(1) 8741(4) 78(1)
C(10) 1479(4) 5050(2) 7268(5) 90(1)
C(11) 2449(4) 5067(2) 6214(4) 89(1)
C(12) 3788(4) 5331(1) 6630(4) 78(1)
C(13) 4159(3) 5583(1) 8119(3) 62(1)
C(14) 5429(3) 5890(1) 8910(3) 63(1)
C(15) 6733(4) 5990(2) 8308(4) 84(1)
C(16) 5233(3) 6064(1) 10365(3) 66(1)
C(17) 6328(4) 6392(2) 11555(4) 92(1)
C(18) 6367(4) 7099(2) 11461(5) 108(1)
C(19) 5768(6) 7460(2) 10493(6) 136(2)
N(L) 3836(2) 5865(1) 10553(2) 66(1)
N(2) 7768(4) 6072(2) 7822(4) 123(1)
O(1) 4006(3) 6219(1) 13329(2) 107(1)
0(2) 1931(3) 5574(1) 12085(3) 107(1)
S(1) 2934(1) 6075(1) 12016(1) 81(1)
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Table 3.  Bond lengths [A] and angles [°] for a17991.

C(1)-C(7)
C(1)-C(2)
C(1)-S(2)
C(2)-C(3)
C(2)-H(2)
C@)-C(4)
C@)-HQ)
C(4)-C(6)
C(4)-C(5)
C(5)-H(5A)
C(5)-H(5B)
C(5)-H(5C)
C(6)-C(7)
C(6)-H(6)
C(7)-H(7)
C(8)-C(9)
C(8)-C(13)
C(8)-N(1)
C(9)-C(10)
C(9)-H(9)
C(10)-C(11)
C(10)-H(10)
C(11)-C(12)
C(11)-H(11)
C(12)-C(13)
C(12)-H(12)
C(13)-C(14)
C(14)-C(16)
C(14)-C(15)
C(15)-N(2)
C(16)-N(1)
C(16)-C(17)
C(17)-C(18)
C(17)-H(17A)

1.364(4)
1.376(4)
1.750(3)
1.376(4)
0.9300
1.368(4)
0.9300
1.374(4)
1.507(4)
0.9600
0.9600
0.9600
1.374(4)
0.9300
0.9300
1.384(4)
1.397(3)
1.418(3)
1.368(5)
0.9300
1.390(5)
0.9300
1.367(4)
0.9300
1.390(4)
0.9300
1.429(4)
1.357(4)
1.421(4)
1.131(4)
1.409(3)
1.502(4)
1.478(5)
0.9700
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C(17)-H(17B)
C(18)-C(19)
C(18)-H(18)
C(19)-H(19A)
C(19)-H(19B)
N(1)-S(1)
0(1)-S(1)
0(2)-S(1)

C(7)-C(1)-C(2)
C(7)-C(1)-S(1)
C(2)-C(1)-S(1)
C(3)-C(2)-C(1)
C(3)-C(2)-H(2)
C(1)-C(2)-H(2)
C(4)-C(3)-C(2)
C(4)-C(3)-H(3)
C(2)-C(3)-H(3)
C(3)-C(4)-C(6)
C(3)-C(4)-C(5)
C(6)-C(4)-C(5)
C(4)-C(5)-H(5A)
C(4)-C(5)-H(5B)

H(5A)-C(5)-H(5B)

C(4)-C(5)-H(5C)

H(5A)-C(5)-H(5C)
H(5B)-C(5)-H(5C)

C(7)-C(6)-C(4)
C(7)-C(6)-H(6)
C(4)-C(6)-H(6)
C(1)-C(7)-C(6)
C(1)-C(7)-H(7)
C(6)-C(7)-H(7)
C(9)-C(8)-C(13)
C(9)-C(8)-N(1)
C(13)-C(8)-N(1)

0.9700
1.200(5)
0.9300
0.9300
0.9300
1.693(2)
1.429(2)
1.414(2)

119.8(3)
120.5(2)
119.7(2)
119.6(3)
120.2
120.2
121.7(3)
119.1
119.1
117.2(3)
121.1(3)
121.7(3)
109.5
109.5
109.5
109.5
109.5
109.5
122.4(3)
118.8
118.8
119.2(3)
120.4
120.4
121.1(3)
131.9(2)
107.0(2)
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C(10)-C(9)-C(8)
C(10)-C(9)-H(9)
C(8)-C(9)-H(9)
C(9)-C(10)-C(11)
C(9)-C(10)-H(10)
C(11)-C(10)-H(10)
C(12)-C(11)-C(10)
C(12)-C(11)-H(11)
C(10)-C(11)-H(11)
C(11)-C(12)-C(13)
C(11)-C(12)-H(12)
C(13)-C(12)-H(12)
C(12)-C(13)-C(8)
C(12)-C(13)-C(14)
C(8)-C(13)-C(14)
C(16)-C(14)-C(15)
C(16)-C(14)-C(13)
C(15)-C(14)-C(13)
N(2)-C(15)-C(14)
C(14)-C(16)-N(1)
C(14)-C(16)-C(17)
N(1)-C(16)-C(17)
C(18)-C(17)-C(16)
C(18)-C(17)-H(17A)
C(16)-C(17)-H(17A)
C(18)-C(17)-H(17B)
C(16)-C(17)-H(17B)
H(17A)-C(17)-H(17B)
C(19)-C(18)-C(17)
C(19)-C(18)-H(18)
C(17)-C(18)-H(18)
C(18)-C(19)-H(19A)
C(18)-C(19)-H(19B)
H(19A)-C(19)-H(19B)
C(16)-N(1)-C(8)
C(16)-N(1)-S(1)

117.6(3)
121.2
121.2
122.1(3)
119.0
119.0
120.3(3)
119.8
119.8
118.9(3)
120.6
120.6
119.9(3)
133.2(3)
106.8(2)
123.8(3)
110.1(2)
126.1(3)
179.7(4)
107.1(3)
125.9(3)
127.0(3)
115.8(3)
108.3
108.3
108.3
108.3
107.4
130.6(4)
114.7
114.7
120.0
120.0
120.0
108.9(2)
126.6(2)
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C(8)-N(1)-S(2)
0(2)-5(1)-0(1)
0(2)-S(1)-N(1)
0(1)-S(1)-N(1)
0(2)-S(1)-C(1)
0(1)-S(1)-C(1)
N(L)-S(1)-C(1)

123.25(18)
120.66(15)
104.81(13)
106.39(14)
109.19(14)
109.66(14)
104.88(11)

Symmetry transformations used to generate equivalent atoms:
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Table 4.

displacement factor exponent takes the form: -2n2[ h2a*2U + .. + 2 h k a* b* U12]

Anisotropic displacement parameters (A2x 103)for a17991.

The anisotropic

Ull U22 U33 U23 U13 U12
c() 68(2) 68(2) 60(2) 0(1) 25(1) 1(1)
c) 86(2) 85(2) 88(2) -14(2) -5(2) 302)
c@3) 94(2) 63(2) 106(2) -14(2) 10(2) -2(2)
C(4) 70(2) 72(2) 73(2) -3(1) 25(2) 7(1)
C(5) 102(2) 81(2) 113(3) 5(2) 30(2) 24(2)
C(6) 71(2) 84(2) 111(3) -16(2) -1(2) 10(2)
() 70(2) 65(2) 116(3) -14(2) 15(2) -3(1)
C(8) 70(2) 51(1) 67(2) 12(1) 20(1) 9(1)
C(9) 78(2) 66(2) 93(2) 702) 28(2) 1(1)
C(10)  85(2) 72(2) 112(3) -3(2) 7(2) -8(2)
c(1l)  112(3) 74(2) 79(2) -9(2) 8(2) 12)
c(12)  95(2) 70(2) 75(2) 2(2) 27(2) 702)
ca3)  75@2) 51(1) 63(2) 7(1) 22(1) 12(1)
Cl4) 642 57(1) 72(2) 9(1) 20(1) 7()
c@1s) 812 80(2) 96(2) 0(2) 32(2) -1(2)
cae) 712 61(2) 66(2) 11(1) 12(1) 10(1)
can 920 98(2) 81(2) 5(2) 2(2) -1(2)
c(18)  116(3) 107(3) 96(3) -8(2) 5(2) -2(2)
C(19)  195(5) 108(3) 104(3) 13(3) 17(3) 14(3)
N(1) 79(2) 63(1) 59(1) 9(1) 21(1) 11(1)
N(2) 98(2) 135(3) 149(3) -6(2) 58(2) -17(2)
o(1) 142(2) 128(2) 50(1) 14(1) 10(1) 39(2)
0(2) 150(2) 79(1) 112(2) 26(1) 78(2) 4(1)
S(1) 109(1) 78(1) 63(1) 18(1) 37(1) 17(1)
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Table 5.  Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 103)
for al7991.
X y z U(eq)

H(2) 3406 7388 12584 106
H(3) 2189 8309 11733 106
H(5A) -1089 8398 9072 146
H(5B) 387 8765 9258 146
H(5C) -483 8734 10654 146
H(6) -832 7277 9163 108
H(7) 351 6348 10005 100
H(9) 1158 5278 9438 93
H(10) 575 4867 6964 109
H(11) 2184 4898 5220 107
H(12) 4441 5341 5929 94
H(17A) 6138 6273 12583 110
H(17B) 7276 6228 11453 110
H(18) 6952 7297 12289 129
H(19A) 5164 7299 9628 164
H(19B) 5909 7900 10608 164
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