55-11-41-3

Pulse Sequence: s2pul

Solvents CI
Asbignt tesperature
GERINI-300 “gesa3o0”

Pulse 45.0 degrees
00 sec
Wz

i —_
(Line broadening 0.2 Mz f /
size .
Total tise 4 min, 39 sec ™= 6 ._Qk —r

8 7 6 5 4 3
ATIE o AT
0.97 0.93
= o —— S —— e

.
R
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$5-K1-3-2
Pulss Sequances sipul
Solvent: COCIY

Amtiient temperature
INOVA-500  *uiS00*

0 Wz
4 rapatition:

oRSERVE ANV TARSTFS M
DATA PROCESSING

FT size 131072

Total time 8 min, 33 fac

Ciapar
Pulse Sequence: sZpul

Solvent: €0C
Aslibent tesperature H @.b
5

Usars -7
INOVA=500 “uifnas

Relax, delay 9.500 tac
Pulse 33.3 prees
heq. Lims 1.580 sec
Widin 314218 Hr

76 repetitions ees
RVE €13, 1756618823 Mz B H
1 AB81730560% Mz e i
= Uy 0 -
WALTZ-16 modulated S =
LS5 1 i \
wondening 7.8 1
0rz | |
Time 37 @in, 28 sac i
¥ |
|
H
i g :
- ] -
= - | 1
| = [ | ®
| | H
| | =
= | | | i
2 | | |
F : | | |
| | | | i
| | | | }
ok " P " " J*.J o ek '™ A I
Y b Ay e o W 4
— - L . -
200 180 160 120 50 a0
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S5-¥IT-11

Pulse Sequence: sZpul

Solv

ent: COC1Y
temperature

t
Amtiient
INOVA-580  “uwiS00=

s
Tota

ize 131072
1 time B min, 33 sec

BnO

ppm

sSevil-11

Solvents COC1A
bignt Lemperatire
-15-87

User: 1
INOVA-S00  “uiS00=

Relax. delay 0.500 sec

24 fans

ORSERVE C13, 135.6618823 Mhz
£ . A33.7505605 MMz
v

ot
ecnt i neous Iy o
il

DATA PROCE:
Line broadening 2.0 Wr
ize

Total time 34 min, 17 f0e

BnO
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S5-K1-37-2

Pulse Sequence: s2pul
Solvent: COC

Asbignt temperature
Mercury-40088 “mercano®

time § min, 0 sec

it
—_—
—
—
—
E—

b1 ke

Relax. delay 0.500 sec
Pulse 33.3 degr
Acg. time 1.500
idth 33003.3 Wz

Width 3

100 rapetitiont

OBSERVE €13, 135.6618808 mwr

D(OO\I’L% M1, 439.7505605 mMz
3

P
continuously on
WALTZ-16 modulated
DATA PROCESSING
me broadening 2.0 Kz
FT size 131072
Total time L hr, & min, 57 sec

71288
22 080
76.740

19.232

— =5, 847
“5.67

—_—in. N
18148

RS ERES

200 180 160 140 120
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SS-XITT-4-2

Pulse Sequenc
Solvent: E0C
Ambient tess:
INOVA-500  "w

1
& repetition
58

M1, 499.7485737 WHz

DATA PROCESSING OH ©
FT size 131072

Total time 8 min, 33 sec

& 7 3 5 L] 3 2 1 ppm
.08 687 006 oas 0 e T e
.. 834 0.76 a.98 8.33 .33
mce: sipul H..z
Solvent: CDCI3
Amblent temperature
User: -8
INOVA-580  ~uise0"
Total time min, 28 sec E E
3
] :
88
" =
 JE & ] 1
oz ¥y 3
LR : 8
S '
3 =
4 | =
| E:
-
3 |
| |
| |
| |
| e
1 . L Jx | i .JL J ™"
3 Y vt " . Y iy
e . .- S —— R R e
200 180 160 80 1] a0 20 ppm
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| COC13
t temperature
INOVA-S80  ~uiSe0*

. ( L [ | '
| FERTEE el

cidpar
Pulse Sequenc

ont
25, 6618828 nMz
937505605 MMz

cont nucusly on
WALTZ-16 sodulated
DATA PROCESSING

Lime broadening 2.0 Wz
FT size 131072 1
Total time 23 min, 20 sec ’
2 EH
. EH
& z 38
l g
< - s
H 3
= &
2 |
2
2 |
L | H
I | n
L | E]
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i-33-2~
STANDARD PROTON PARANETERS @' —a

Pulse Sequence: s2pul

Zolvent: COCIZ
Aauient tempor
IROVA-508  "ii50

Pulse 60.0 degrees
Acq. time 2.000 sec

Hz

3% 5 |
OBSERVE  HI, 4337485733 |
SR b s e OH O

FT size 13107

T

2
ine B min, 33 sec

et
a 7 B 5 a 3 2 : e
0.8y 1.84 hi.ﬂ. lezq . i
e 1.0 o.8m.15 - s
|
H-l-b
. 0508
* sgf;'i.‘.-u. e I
time 1.500 sec |
h Mz - o -
u3s 3
25.6618455 WMz S : 4
9. 7505605 MH: ke
7 [
DATA
Line broadening 2.0 Hz
T 13872 |
Total tise 33 min, 28 sec :
|
| -
g 23 . | T
z = fd z | | ]
E % e it
1 Il i .
| 1" s [
| | :
: l i
2 | I'
3 il | |
I | | | | Il ]

. e - v LA LSS S AR T
sl L ]

181 160 140 120 108 a0 60 Ll 20 L] ppm
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55-XII-41-2 LT'_ 2
Pulse Sequence: sZpul '
Solvent: COCIE

sanient t

Wercury-400

"e

e by
.6

time 4083 sec
h 43375 K
U5 Tapatitions OH O
RTA veocensing 11T e
FT size =

65536
Total time § min, 0 see

OTBS

[
Ak f L J
5I l!l 3 2 JI. plpl
DT e L 5
!ll:!l ;IEW[E\'
: H-2—%
; OH O AL |
: s i :
i OTBS )
Ba
H e : 1|:
/AR A
| ( |
1 : ‘
]

200 180 180 140 iz0 100

S8

60

an

20
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S5-VIN1-10-3
Pulte Soqu
501w

w2put

cocia
Ambient Lemperature
IROVA-500 ~ui300=

rees
Acq. Lime 4.800 sec
Wigih 8009.0 Wz

FT size 131072
Total time 8 min, 33 sec

TARSIEI Wz

H-5—4

: - ——— . — . . —
8 7 6 5 4 2 ppE
ez - 213 3.9
1.03 109 sie
FREQUENCY P W 16T
ESTEA.14T 201,048 1.7
174940506 139,219 :
17185730 136,762 i
16209076 128930 =
16126609 138,333 H-< lg
1533
159
s707
510 A
3675865 77,080 ass iy
2641 Ea1 76744 ang aq==
4206085 73.261 sen ::1._::
L1 N
1,832 1
588,120 20588 i
|
H
- 2
2 2.
= a2
s &
L g
- = |
- 3 |

S9




85-KI1-29-2 H- 12—a.
Pulse Sequencer sZpul
salvent: GICI3

Nabient temperaturs
Mareury=40088  “mercAdo”

delay 0.500 sec
6 degrees

. time 4.002 sec

Wideh 4937.5 Hz

16 repetiticns

OBSERVE W1, 400.111537% WHz
OCESSING

DA
FT size 63536
Total th=e 0 min, 0 soc

] 7 6 5 4 3 2 1
e Ju— [E—p— . " __,
085 102 208 658 800
1.62 1.07 1.08 10.13
INDEX  FREQUENCY FPR HEZGHT
1 20231.348 201,097 12.3
2 13777.283 136,940 0.4 H_= 8 -4 =3
3 12966.254  128.879 25.4 v ik
H 778,870 17.313 08,7 e
s 2746.826  77.000 5123 1
& 714,781 76,681 prrs
7 75BB.130 75.423 3
s 754,901 75,043 7
3 117,412 ap.825 3
10 2622.005 26.082 &
1 2993.775  2%.781 3
12 2520.531 25.053 0
13 L3186 18,033 s
14 -318.268 -2.178 468 OH O

25.781

26.0862
25.053
=2.17%

5.423
75.043

136.%40
128873
40,925

18,053

201,087

S10



S8-K-47-2

Pulse Sequence: sZpul

Solven DC13
Nab temperature
INOVA=300  "ui500" '_\._. 1? —CL

Pulse 60.0 degrees
Acy. time 4.900 sec
0

ions

OBSERS Hi, 4937485734 WHz
DATA PROCESSING

FT size 131072

Total time 8 min, 33 sec

0sE 1 : PRTI ves  toie
Lz 100 2.4 121
INDEN  FREQUINCY PPN neIGHT
1 25322636 201,514 10.2
2 1.0 e —
3 8.0 F‘; Ia—
4 71.5
s 9675, 0.7
I 9643 n.3
r 8210, 6.5
[ 6275, 3.3
3 5471, 0.3
10 3805 . z1.3 =
1 3r72.883 30.024 18,3 g
s
)</Oi/l?\/ (
§ |
Fed
=]
= |
H - s= |
s 3z 3 chd g
- N §s |
n 2 | a1
i | ! L
|
" [ |
H I
H ! |
| |
| |1
; : .
|1
| |
| |
| | \ .
) A " N ! Ll .
z0e 180 160 140 120 1w &0 60 40 ppm
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S5-XIV-15-2

Pulse Sequence: 2pul
Solvent: COC1

Asbient Lemperature
Mercury-4008B  ~mercagg”

Belax. delay 0.50
hegr

Pulse 43
cq. ti
widin 4 He
16 repatitions
RVE W1, 408.1115378 WHZ
DATA PROCESSING
IT size 85

538
Vtiee 0 =in, 8 sec

.___,
—
_—
—
—_—
—
—

S ! . 1 ——1— T T T T
& 7 3 5 4 3 2 1 ppm
o L T~ U I} e e o
2 1.08 1.07 1.0 325 1348 %00
3.24 1.07  1.08 .87 2.74 3.4
13C OBSERVE |
sl
Pulee Sequence: s2pul =8
Solvent: GOCIS = rlle
: i OH OH
Foar e h /7(\/\/\|/Ph
. 100.6081272 WHz
. D0 1133562 WHZ
'y on
16 madulated
ROCESSING -
Line broadening 1.0 Hz 2
FT size 65538 =
Total time 1 hr, 48 min, 18 sec g
B : 2
=% a8 L1 "
. 4 FR -t |
2 o 2 L |
H L 2 |
= |
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S5-KIV-B-2
Pulse Sequence: s2pul

Solvent: COCI3
Ambient temparature
Mercury-40088 “mercdoo”

g /i

T T T T T N T T T T T T
[ 7 [ 5 4 3 2 1 Ppm
o Lt e i e -
2.39 0.0% o.08 1.17 2.2m.17 1.13 10.14 5.01
443 1.0 1.83.08  1.20 1.49 25

INDEX  FREQUENCY HETGHT
1 15811.342 e
2 13088.328 nez
3 13012785 ase
a 12541033 Rz
5 12740007 e i
© Ba%4.52% = L L“/'
7 7778070
8 7748826
s 7714.781
10 7585.078 (:) H OH
1n 7a : Ph
12
13 3807648 TBSO
14 3750927 |
15 817,672
16 2583.013 O N
17 2242.0%6 .
18 1866672 o
1% 1817.07% ~
20 =$72.520 "
21 579,388

128,636

T 128.710

18.554

35
—— S—18.081

130,092
129341
22,285

=5.758

84.432

a

T T T T T TrTTTTTTTT T T T T T
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SS-HIV-a§-1

Fulse Seguence: s2pul
Solvents

coC1y
Ambient temperature
Mercury-40888 “mercans”

Relax. delay 8.500 sec
Pulss 43.8 degrees
Acq. time 4.082 sec
Width 4387.5 Hz
16 repatiticns
OBSERVE W1, 408.1115373
DATA PROCLSSING

FT size 65536

Total tise 1 min, 34 sec

OTBS

- -
i
T T T T
L1 7 6 5
o
0.1z 0.08
v.08
FUOBEERVEREQUENCY PPN HETGHT |
i 16301.601 162428 26.3 e |
Putde Sequeddds aRR 02460 50.7 - -~ |
-y 79870 77.318 127.1 |
" 77080 132.2 |
W g o 1OmeNCATE 681 127.7 1
7695.707  76.492 8.8 1
Eeox. dolmail. S04 sea, 68 4ar.8 |
:: . §4.313 a7.3 |
Widin 5 44.088 a6
D‘“ r:nl'l::m‘u.lli Bﬁl-:” as5.4 OH QH OTBS |l
z 514
b s asﬂﬁﬁ’gﬁﬂz 57.2
ot i nuous I 827 27,058 0.0 |
o _nc:sé'.-- 6.4 5.8
. L1 3.
it ,:':ggﬁiﬁﬂ bie g
o tima BB n P 6P gee 373 |
2580.042 25.6 200.9 |
1] 2229.079  22.1%86 5.2 |
20 1811.739  18.008 0.8
21 430,883 -4.879 7.7
22 -504.616 -5.016 0.8
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53-MV=18-2
Pulse Seguence: sipul
Solvents COCIY
Anbignt Lemp
Hareury:

Batax. delay 9.508
Pulse 51

FT size 65536
Total time 11 min, 3 sec

13C DOSERVE
Pulse Sequence: s2pul

“mercans”

Relax. delay 9508 sec
degrees

380 repetitions

ORSERVE C13, 109.60B1821 WMz
UPLE H1, 408.1133562 ez
a1 of

Total time 1 hr, 31 min, 50 sec

160 140

OH OH oTBS

[ [

OH OH OTBS

6'5 40 20 [] . ppm
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SS-KIT-12=3

Pulse Sequence: slpul

Solvent: COCIZ

fmls et araturs

Hercury-400B8 “mercasn

Relax. delay 9,500 tec

Fulse 4.8 degrees

Acq. time 4.08% fec

widtn .5 W

16 repetitions

OBSERVE A0, 115375 Mz 0]

M1,
DATA PROCESSING
FT size 65536
Total time 1 min, 54 sec

1'1’; ‘;;

- ] b |
— l - — A ] - __.Il_
T T T T — T T —
—
8 7 [} 5 4 3 2 1 ppa
. — w o w
1.08 1.8 v
L 147 vowt 10,79 T.um
INDLX  FREQUENGY Pim HELGHT
1 20141918 200.202 5.5
2 13752.787 136.796 21.8 -4
3 12986854 129,004 20.3 ne
4 7778.870 77.318 155.5 [
H 7746826 77.000 1591 LLJ
6 7714781 76.681 157.2 =
H 6869419 #8.270 1.7
[ 6658_841 €6.125 17.8 §
1 450,168 42.245 17.7 L [ —
1 2599.079  25.042 50,4 “ 15 —b
1 1836.916  18.258 14,1
12 =544.290 = .8
13 -546.579 - 6.3
-1
|
LI %3 ©8
o E ‘I- :_' - i
| ! \ 3 [
@ | | - {
a5 | |
= | |
H |
|
|
|
|
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v (]
28 rapatitions
H1, 4997485740 WHz
DATA PROCESSING
FT size 131072
Total tims 1 hr, & min, 48 sec

[
J h 'J ! |
. - - U U W
i uH I a4
- e T LS —h el — e
7 B ‘S 4 3 2 1 ppm
- . - . - o e ut
- ars U 155 RN 561

— 880~ _J_A~_0Bn

Fulse Sequancer sZpul

-k

]
25, 6618455 HHZ
487505605 WMz

—17.83
77 028
69.005

Total time 33 min, 38 sec |

- B&.857
— 88,525

787
,-'_”’ L
—-5.120

73,213

143,437
18,538

195,770

137.810

200 1 140 1zo
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