Filename:

STANDARD PROTON PARAMETERS

exp3 s2pul —
SAMPLE DEC. & VT
date Oct 1 2006 dfrg 500.176
solvent CDC13 dn H1 >
file exp dpwr 32 j -
ACQUISITION dof 0 Mm
sfrq 500.176 dm nnn
tn H1  dmm c o
at 2.048 dmf 8770
np 32768 dseqg N
swW 8000.0 dres 1.0
b 4000 homo n @) Me —
bs 8 temp 22.0 _
SS 2 PROCESSING \w
tpwr 58 1b 0.10 N [}
pw 5.0 wtfile hlu
di 0 proc ft
tof 0 fn not used o
nt 16 math f =
ct 16 .
alock n werr
gain not used wexp
FLAGS whs
il n wnt wft
in n
dp ¥
hs nn
DISPLAY
sp -326.7
wp 4324.7
vs 127
sC 0
wC 250
hzmm 17 .30
is 758.76
rfl 1499.0
rfp 0
th i
ins 100.000
nm ph
L JU A I
T



davidevans
Text Box
Page-22

davidevans
Text Box
Table 1, entry 1


Page-23

STANDARD CARBON PARAMETERS

Filename:

O 0 [P0 — W
exp3 s2pul SehENSE
SAMPLE DEC. & VT SRIREIE —
date Oct 1 2006 dfrg 500.176 et e
solvent cDC13  dn H1 I
file exp dpwr 38 |
ACQUISITION dof 0 I | >
sfrg 125.781 dm ¥yy [«d
tn Cc13 dmm w | +—
at 1.170 dmf 15970 | C
np 65536 dseq _ ()]
sw 28001.4 dres 1.0
fb 15000 homo n O Me
bs 16 temp 22.0 -
tpwr 57 PROCESSING ! | \v’\ — ©
pw 8.0 1b 1.00 [ N =
di 0.100 wtfile | '
tof 0 proc ft , () o
nt 1000 fn not used | —_—
ct 64 math f QO
alock n | Qu
gain 56 werr
FLAGS wexp = o]
il n whs ©
in n wnt -
dp y e
hs nn
DISPLAY
sp -2050.3
wp 28000.5
Vs 280
sC 0
wC 250
hzmm 112.00
is 500.00
rfl 2051.1
rfp 0
th g SR8
ins 100.000 R
nm ph NS @
=1 Mmoo e
T o v - O
o~ m -
Lo B ]
wwn
Mmwn
]
wn —
<
- Ll
{=2]
2 f
< @ =
8 ® o
P
A
| s
|
__w_,,_______,_,,,____‘u__,______gg____g_ __ﬁg_g _7,H ,_______ _7____,,_ T | L
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STANDARD PROTON PARAMETERS

exps s2pul

entry 3

Filename:

SAMPLE DEC. & VT
date Oct 1 2006 dfrg 500.176 Me
solvent CDC13 dn H1
file exp dpwr 32 0] Me

ACQUISITION dof 0 -

sfrg 500.176 dm nnn / —i
tn H1  dmm c N
at 2.048 dmf 8770
np 32768 dseq Q
sw 8000.0 dres 1.0 —
fh 4000 homo n Qo
bs 8 temp 22.0 ©
SS 2 PROCESSING T
tpwr 58 1b 0.10
pw 5.0 wtfile
di 0 proc ft
tof 0 fn not used
nt 16 math f
ct 16
alock n werr
gain not used wexp

FLAGS whs
il n wnt wft
in n
dp Yy
hs nn

DISPLAY
sp -252.0
wp 4256.3
Vs 127
sc 0
wC 250
hzmm 17.03
is 758.76
rfi 5131.3
rfp 3631.3
th 7
ins 100.000
nm ph

S ,
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STANDARD CARBON PARAMETERS

expS s2pul

SAMPLE
date Oct 1 2006
solvent cDC13
file exp
ACQUISITION
sfrg 125.781
tn C13
at 1.170
np 65536
Sw 28001.4
fh 15000
bs 16
tpwr 57
pPW 8.0
dl 0.100
tof 0
nt 1000
ct 208
alock n
gain 56
FLAGS
il n
in n
dp Yy
hs nn
DISPLAY
sp -2050.3
wp 28000.5
Vs 160
scC 0
we 250
hzmm 112.00
is 500.00
rfl 2051.1
rfp 0
th 11
ins 100.000
nm ph

DEC. & VT
dfrq 500.176
dn H1
dpwr 38
dof 0
dm Yyy
dmm W
dmf 15970
dseq
dres 1.0
homo n
temp 22.0
PROCESSING

1b 1.00
wtfile
proc ft
fn not used
math i
werr
wexp
whbs
wnt

]

m

B

™

w

-

145.292

135.249

132.892

129.447
129.148

128.856

761

-~ 128.

=

516
190
627

128
128
126

7,

77.516

265

7.
\_77.007

Me

Me

entry 3

Table 1,

Filename:

37.368

27.937

22.712
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STANDARD PROTON PARAMETERS

exp3 s2pul

SAMPLE DEC. & VT
date Oct 1 2006 «dfrqg 500.176
solvent CDC13 dn H1
file exp dpwr 32
ACQUISITION dof 0
sfrg 500.176 dm nnn <t
tn H1 dmm [+
at 2.048 dmf 8770
np 32768 dseq
sw 8000.0 dres 1.0 >
fb 4000 homo n hu
bs 8 temp 22.0 c
SS 2 PROCESSING )
tpwr 58 1b 0.10
pw 5.0 wtfile
di 0 proc ft -
tof 0 fn not used —
nt 16 math f
ct 16
aloc n werr
gaip not used wexp b
FLA whs o)
il n wnt wft <
in n
dp ¥ TI
hs nn
DISPRAY
sp -279.9
wp 4297.9
vs 127
sc 0
wC 250
hz 17.19
is 291.83
(5 | 5131.3
rf 3631.3
th 7
in 100.000
nm
r&t}&; 1
— T T T T 7 T T T T _ T T _ T T i. T T
7 6 1 0 ppm
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STANDARD CARBON PARAMETERS

Pulse Seguence: s2pul

Solvent: CDC13

Temp. 22.0 C s 285.1 K

User: 1-14-87

File: rx-10-01-06-Cy-oxazole-C13
INOVA-500 "natasha"

Page-27
entry 4

Relax. delay 0.100 sec O
Pulse 42.4 degrees

Acqg. time 1.170 sec

Width 28001.4 Hz

96 repetitions N
OBSERVE C13, 125.7688092 MHz
DECOUPLE H1, 500.1764489 MHz

Power 38 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 25 min, 58 sec

Table 1,

128.299

128.862
128.801
128,187
126.641

&
=

30.995

25.994

26.103

37.825

129.596

77.707
77.449
77.197

135.188
133.085

167.163

144.925
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Table 1,
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STANDARD PROTON PARAMETERS

exp3 s2pul

SAMPLE DEC. & VT
date Oct 1 2006 dfrq 500.176
solvent CDC13 dn H1 le)
file exp dpwr 82

ACQUISITION dof 0

sfrq 500.176 dm nnn
tn H1 dmm c ﬁ >
at 2.048 dmf 8770 | [l
np 32768 dseq 7 =
swW 8000.0 dres 1.0 c
b 4000 homo n _ Me (<)
bs 8 temp 22.0 M
ss 2 PROCESSING _ e
tpwr 58 1b 0.10 T
pw 5.0 wtfile Me i
dl 0 proc ft
tof 0 fn not used
nt 16 math f (D)
ct 16 ! ——
alock 2 n werr Q
gain not used wexp ©

FLAGS whs -
il n wnt wft
in n
dp Yy
hs nn

DISPLAY
sp -86.9
wp 4188.0
Vs 158
sC 0
we 250
hzmm 16.75
is 758.76
rfl 1499.0
rfp 0
th 7
ins 100.000
nm ph
_ T T T T _ T T T T T T T _
8 7 ppm
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STANDARD CARBON PARAMETERS >
NOM PN O (- o}
exp3 s2pul SRIHIE m b=
SAMPLE & VT SRR EEEs Me Q 3
date Oct 1 2006 dfrg 500.176 N
solvent cOC13  dn H1 C C& Me
file exp dpwr 38 Ny T
ACQUISITION dof 0 Me —
sfrq 125.781 dm yyy
tn C13 dmm W
at 1.170 dmf 15970 (D]
np 65536 dseq L
SW 28001.4 dres 1.0 o)
fb 15000 homo n (v]
bs 16 temp 22.0 =
tpwr 57 PROCESSING
pw 8.0 1b 1.00
dl 0.100 wtfile
tof 0 proc L
nt 1000 fn not used
ct 176 math f
alock n
gain 56 werr
FLAGS wexp
il n  wbs ~
in n wnt o
dp y @ .
hs nn ™ S
DISPLAY e
sp -2050.3 ~
wp 28000.5 o
vs 303
sc 0
we 250
hzmm 112.00
is 500.00
rfi 2051.1
rfp 0
th 10
ins 100.000
nm ph o
—
o
02 M
A
2%
5 9%
o (=1
2 f
T ~—
T
—t wn
m
k]

170.078
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STANDARD CARBON PARAMETERS

Filename:

entry 8

oo No o
exp3 s2pul i
SAMPLE DEC. & VT NaaNa
date Oct 1 2006 dfrg 500.176 i
solvent CDC13 dn H1 o]
file exp dpwr 38 % O/ Cl —
ACQUISITION dof 0 H = _
sfrq 125.781 dm Yyy > v/
tn C13 dmm W o | N
at 1.170 dmf 15970 ~ [}
np 65536 dseq - m
SW 28001.4 dres 1.0
b 15000 homo n o @©
bs 16 temp 22.0 P =
tpwr 57 PROCESSING 0
pw 8.0 1b 1.00 o
d1 0.100 wtfile £y
tof 0 proc ft
nt 1000 fn not used
ct 48 math : 74
alock n .
gain . 56 werr
FLAGS wexp
il n whs
in n wnt
dp y
hs nn
DISPLAY
sp -2050.3
wp 28000.5
Vs 149
sC 0
weC 250
hzmm 112.00 o~
is 500.00 ® 2w
_.ﬁd momp.w Ma..ﬁ.q“
rfp o
th 10 R =
ins 100.000 ST
nm ph ﬁgfhﬁf <
-
—
¥ P
o
—
Sw
- o~ @
2 o | B -
. o M T o
o w ~ o™
i1 i ~ o~
w
3 7%@
H
i
Il
LN N T I 0 [ 0 L I I T .3 L S0 R I 3 AL RN R L 0 P [ PR I O L L RIS T O 0 L B R N BN I Y [N I S N N T ) | L LI LS I
200 180 160 140 120 100 80 60 40 20 ppm
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STANDARD PROTON PARAMETERS

(o))
exp5 s2pul
SAMPLE DEC. & VT
date Oct 1 2006 dfrg 500.176 >
solvent CDC13 dn H1 hu
file exp dpwr 32 c
ACQUISITION dof 0 O
sfrg 500.176 dm nnn
tn H1 dmm c @] \ Me
at 2.048 dmf 8770 B
np 32768 dseq 7 —
sW 8000.0 dres 1.0 N
fb 4000 homo n
bs 8 temp 22.0
5s 2 PROCESSING @
tpwr 58 1b 0.10 o)
pw 5.0 wtfile ]
di 0 proc ft
tof 0 fn not used —
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt wft
in n
dp Yy
hs nn
DISPLAY
sp -238.9
wp 4229.0
vs 49
SC 0
wWC 250
hzmm 16.92
is 305.18
rfl 5131.8
rfp 3631.3
th 7
ins 3.000
nm ph
"
T T T T T T T I T T I _ I ! iw
7 6 3 2 0 ppm
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Page-35-

STANDARD CARBON PARAMETERS

exp5 s2pul
SAMPLE DEC. & VT
date Oct 2 2006 dfrg 500.176
solvent CDC13 dn H1
file exp dpwr 38
ACQUISITION dof 0
sfrg 125.781 dm Yyy
tn C13 dmm W
at 1.170 dmf 15970
np 65536 dseq
sw 28001.4 dres 1.0
fb 15000 homo n
bs 16 temp 22.0
tpwr 57 PROCESSING
pPWw 8.0 1b 1.00 @
dl 0.100 wtfile o
tof 0 proc ft b
nt pamm fn not used X @ w 0
ct math f i 2
alock n A&Rwan
gain 56 werr e
FLAGS wexp \\\_s P
il n wbs o
in n wnt
dp y
hs nn
DISPLAY
sp -2050.3
wp 28000.5
vs 92
sC 0
weC 250
hzmm 112.00
is 500.00
rfl 2051.1
rfp 0
th 8 ©
ins 100.000 =
nm ph &
~oo o —
8R=gs 1
52".9.9.”
938z
L
w
o
o
™ w
3 i
. o«
= :
w -
— " f
-
__7,,__mv_4__,_“__4_,7__77 _“ﬁ‘,____,__,,_
200 180 160 140 120

77.809
.550
\__77.299

Z

NI

Me

entry 9

Table 1,

18.839

LB A ¢ U

100

ppm
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STANDARD PROTON PARAMETERS

expS s2pul

SAMPLE DEC. & VT

date Oct 1 2006 dfrg 500.176
solvent cDc13  dn H1
file exp dpwr 32

ACQUISITION dof 0 N
sfrq 500.176 dm nnn
tn H1 dmm c
at 2.048 dmf 8770
np 32768 dseq >
sw 8000.0 dres 1.0 t=
fb 4000 homo n c
bs 8 temp 22.0 )
SS 2 PROCESSING
tpwr 58 1b 0.10
pw 5.0 wtfile -
dl 0 proc ft (4p)
tof 0 fn not used
nt 16 math f
ct 16 ¥
alock no werr MM
gain not used wexp fe)

FLAGS whs nu
il n wnt wft
in n —
dp y
hs nn
DISPLAY

sp -237.9
wp 5545.4
Vs 127
sc 0
weC 250
hzmm 22.18
is 758.76
rfl 5130.9
rfp 3631.3
th 7
ins 100.000
nm iph

. L L LLE Fk?— —

T ‘_ T T T T _ T T T T 7 T T T

10 9 8
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Page-37 -

STANDARD CARBON PARAMETERS

o wom
exp5 s2pul =
SAMPLE DEC. & VT NN
date Oct 1 2006 dfrg 500.176 et i
solvent CDC13  dn H1 L
file exp dpwr 38 o
ACQUISITION dof 0
sfrq 125.781 dm yyy
tn Cl13 dmm w
at 1.170 dmf 15970
np 65536 dseq
sw 28001.4 dres 1.0
fb 15000 homo n
bs 16 temp 22.0
tpwr 57 PROCESSING N
pw 8.0 1b 1.00
dl 0.100 wtfile
tof 0 proc ft
nt 1000 fn not used NJ
ci 256 math f h— A
alock n c
gain 56 werr
FLAGS wexp 0 &
il n  whs Zi
in n wnt 9
dp Y N ™
hs nn =™
_umm_u._.><m o N
sp -2050.3 o '
wp 28000.5 ©wond L
vs 143 P Qo
sc 0 a4 @©
weC 250 m T
hzmm 112.00 o
is 500.00
rfi mamH.W.
rfp
th 5+
ins 100.000
nm ph L)
w
= £ 2
© I
] :
5 ~a
© 2
2 ]
w T
w -
o —
. ~
= ©
o ~
= =
Ll
wn
el
,7.,___,"___.__,,,,____,,_ 47___,,__,7._ ___ ____ ~7 _ ,,7 T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13

Temp. 25.0 C / 298.1 K

File: rx-8-11-06-purified-alcohol-1H
INOVA-500 "npatasha"

Pulse 69.8 degrees

Acg. time 2.185 sec

Width 7499.8 Hz

16 repetitions
OBSERVE H1, 499.8729948 MHz
DATA PROCESSING

Line broadening 0.1 Hz
FT size 32768
Total time 0 min, 48 sec

entry 5

Table 3,

- i o
T T T _ T T T T T T T T _ T _ T _ T
7 4 3 2 ppm
R S T e o W i Lo (S — - L
0.58 0.95 0.05 0.96 1.18.24 0.07 0.8134 0.22 3.00 0.10
1.85.00 0.95 0.07 1.13 1.05 0.3381.19 1.18 0.27
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00T

173.514

169.312

161.767

153.333

138.338

Table

O
o
B
O

Qi

z., O

=
o

3, entry

136.087

135.024

129.380

Page-39

5

TZO0T 20

127,333

66.244

63.913

39.465

13.894

8.942

27.499

54.985

37.622
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