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"H NMR of 4 in CDCls, 500 MHz
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"H NMR of 12 in CDCls, 500 MHz

o)
o
I
0/ 3]
o
I
= @ [§]
Qo 9|
\_ £ 0 Q
Q—w £ T
H\T
Q Q
£ o T
%
I

A5

807
102
2
€0t
= 60')

< E SO'L

- & 80}

= ¥6°0

CDClsy

F 280

= E 00}

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 05 -0 -L5
f1 (ppm)

10.0

vN—m.m‘
vwmv.m.
£8¥6 -

8/85%—
8806 L1
L9¥'8l
B¥95'5C
865952
028962
€006 5¢
LIE0'eT
2418582
TELIBT
@l Le'gz

==

) for compound 12. Left lane: compound 11;

TLC (SiO:

middle lane: co-spot of compounds on left and right lanes;
right lane: compound 12. Eluent: EtOAc/MeOH 18:1.
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CH,

TLC (Si02) for compound 13. Left lane: compound 12;
middle lane: co-spot of compounds on left and right lanes;
right lane: compound 13. Eluent: EtOA¢/MeOH 8:2.
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middle lane: co-spot of compounds on left and right lanes;
right lane: compound 14. Eluent: EOAC/MeOH 9:1 with

TLC (SiO>) for compound 14. Left lane: compound 13;
5% EGN.
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TLC (Si02) for compound 1b. Left lane: compound 20;
middle lane: co-spot of compounds on left and right
lanes; right lane: compound 1b (diastereomers).
Eluent: EOAC/MeOH 18:1 with 5% EGN.
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TLC (Si02) for compound 23. Left lane: compound 22;

middle lane: co-spot of compounds on left and right lanes;
right lane: compound 23. Eluent: EtOAc/MeOH 8:2.
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TLC (Si02) for compound 24. Left lane: compound 23;

—

T

BN
imm.mﬁ

T

L

S

f

"H NMR of 24 in CDCl3, 500 MHz

OH

HyC—q

958°L
G98'L

00l
€6’V
60°L
€0'e
60°S
vLe

1oL

40 35 30 25 20 15 10 05 00 -05 -10

4.5

5.0

~Bvor 0Z

85 80 75 70 65 60 55
f1 (ppm)

9.0

3.0 125 120 115 11.0 105 10.0 95

16487
€661 vl
1950'12
819¥'ST
8195'5Z
S026'22
8€20'82
ovvz'8T
265€'82
N2
699262
65€6'0€
8L6L'LEY
£59% 0
¥8L5°0p
8/21'9p
9Lvr'sy
0€85'8y
veY8'es
868155
666155

ovmm.mm%
mmov.om/

T e e

10

20

30

40

50

60

70

686702
G602

902212
evvg'LL
100592
5056'9.
vmou.i
€09Y°LL
£Lv2v8]
€ Km,wi
2967 98]
61,798
80Y8°Z4L
¥090°€}

6€9°0Z1
vvwo,ou_‘/v
§€08'9Z1
L8vLleclL W

—

01824
v696'621"
€166'6Z}
8SYLSELy
29916817
578581
LISG PRI~
0IG8'9yL-y
Eg.8°9v1
Z9zy'8yl
F16v'8pL
8e69cs F\
Qv66'€S1
BL2L6S)

KC_102023_dG DMTr P

80

CDCly
S16

O a ~_° \/\O/\/O\CH3

90
f1 (ppm)

100

110

S,
o

(0]
120

NH

P

130

(o}

1,

N
140

¢

N
3C NMR of 24 in CDCls, 126 MHz

0—CH,
150

160

OH
180 170 160

HiC—g
190




62.0°}
G980'}
2821l
€621}
y8EL'L
8Lyl Ly
Loyl L
Y2SLL
1861°L7
S991°L
€981°L
82611
€961°1
8661°L~
BON.Q
LELT'L

6,61
mNmm.m/

1055°€
5995
S045°€
59.5¢
5E65E
¥£09°¢1
2019'¢1
Zvr9'e
9159°¢
8159
6199°¢

b )

VIU A
8/99°€~
62.9°€—
ovyL €]
PIoRY
08y €]
8. '€
9£9.°¢
8192°¢]
168L'¢ ]
616.°¢”
21819
806.°9
6161°9
¥€08'9
5808'9
€118'9
8518'91
702894
566121
8€0Z' L1
QON.D'.

——

IS/\/
o N o. SN
I g N CHy

21z 2
1249
Zroc Ly
172 L
65T LA

T A i e R B

S

A

(0]

NH
"H NMR of 1c in CDCl3, 500 MHz

f

A

f

=/1CL

._.Y L'y

10e

[43°]
8C'¢C
S6'C
oL's
e
€6'S
826
L
0g’L
860
v6'L
10
el

0L

o

00'}

184
14%4
06'C
S6'S
L0C
60

0.0 -0.5

0.5

2.0 15 1.0

2.5

3.0

1/287L
8692°02
S9LE0Z
Y€2£°02
89YY°0Z
$205°02
L1€€°€T
8.8Y'v
Y6157
966572
£929'72
695977
ze9v'se
1995'67
1¥€2°82
80v.L'87
1¥82'62
16677
SYETEY
ENN.QN
9zee ey
698156
960295y
§822'55
£2v2'SS ﬁ
Y¥5T'SS
e |
129285

952065
2019°€9"]

85 80 7.5 7.0 6.5 6.0 5.5 50 45 40 3.5
f1 (ppm)

9.0

16920
18210
¥66v°0L
§295°0L
9665°0L
Y626'LL
0208'9L
0190°2L
s LL
91€£'98
6v6¢'98
£92°98
SLGY'o8
8ZY0ELL
LELLElL
8€LLELL
6£8€°€LL
05.€LLL
¥205°LLL
Be96'921
WG LTL] [
Foes'221 ]
182211
Mg.mﬁ
p1°8Z)
GpezseL
£L1582)
96'62
LLO0EL
gasooel
©180°0¢}
GeBgcel
Bogosel
Zigogel
Seevgel

28y vyl
il
8905 vy h

2687 871
851
%

=i

L.

e

10

20

30

40

50

60

o o}
NN e,

70

L™

517

100

110

S

e

120

o

NH
130

3C NMR of 1cinCPCls, 126 MHz
160 150 140

170

180

CH,

190



KC_dGDMTrPegCEPA_081223_PNMR.1.fid

148.7471
148.4110
148.2228
147.6298

A
X

o]
I
@

| o]
O O
S s
N NH O

PN
)

o o o
. N N o \/\O /\/ \/\O N CH,
O

O
|
Chy CHy O

Py 2

P. /\/
SO
HyC N o TLC (SiO2) for compound Ie. Left lane: compound 24;
31 . middle lane: co-spot of compounds on left and right
P NMR df1cin CDClz, 202 MHz lanes; right lane: compound 1¢ (diastereomers).
HsC CHs Eluent: EtOA¢/MeOH 9:1 with 5% EGN.

mwmmmmmhmwmnmmmmmmm

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 ’
250 240 230 220 210 200 190 180 170 160 150 140 130 1zf01(110) 100 9 8 70 60 50 40 30 20 10 0 -0 -20
ppm

S18



