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Sensitivity Manual

Rising Points 3
Falling Points 3
Min. Change 0.0000

Peak Pick Method
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Start Wavelength 180.00 nm
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Ultra-Violent Spectrum 16-hydroxy-17-(1-hydroxyethyl)-13,17-dimethyl-5H-
cyclopenta[a]phenanthrene-4,6-dione
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Sample : SHD-MF-23B/OWOOLA/PROF.DR.M.IQBAL CHAUDHARY  Spectrum : SHD-MF-23B.0 (in D:\IRSTUDENT)
Measured : 20/02/2019 on '\«"ECI-;r()R22 Technic : LiQuip

Resolution : 2 em-1 ( 5 scans ) Analyst : ZAINAB RIZVI

Figure S2:  Fourier-Transform Infra-Red of 16-hydroxy-17-(1-hydroxyethyl)-13,17-
dimethyl-5H-cyclopenta[a]phenanthrene-4,6-dione



OWOOLASDR . IQRAL/SHD.MF. 238/ CDCL13

HMEE ANAVCE -l
AV-400 MMz (A}
Lag # 109
Rty 4n | A PR | i n e bl o AN
- - "
- e =
. T T |
wl- . - [ T R | |
— — — A= ==t s
- [ S R - |
e 1] |
: R |
= = . . - B
| % - dpe |
L - ) i
.
| :
|
- = |ml -
|
- l
Fi - Acquialticn parascvars
. o
1 sml 100 443] MEa
| - Flisis 165, TH1Thd me
® 238, 357
: == =2 = 4] 160 Friaan e
FI - Precussirg parsmstars
| i P
1 180 -
T 1
LB am
& a
S — = — i P £ e I Lo00 - o
i L2
| i e
T 220 aw
| | - :
N—- ' . ! ]

75 TO0 65 60 65 50 456 40 35 30 25 20 15 1.0 05 ppm

Figure S3: HMBC Spectrum of 16-hydroxy-17-(1-hydroxyethyl)-13,17-dimethyl-5H-

cyclopenta[a]phenanthrene-4,6-dione
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Figure S4: H-NMR Spectrum of 16-hydroxy-17-(1-hydroxyethyl)-13,17-dimethyl-5H-

cyclopenta[a]phenanthrene-4,6-dione
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Figure S5:

cyclopenta[a]phenanthrene-4,6-dione
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cyclopenta[a]phenanthrene-4,6-dione
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Figure S7:  EI-MS of 16-hydroxy-17-(1-hydroxyethyl)-13,17-dimethyl-5H-

cyclopenta[a]phenanthrene-4,6-dione
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FAB spectrum of 16-hydroxy-17-(1-hydroxyethyl)-13,17-dimethyl-5H-

cyclopenta[a]phenanthrene-4,6-dione
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Figure S9: Proposed EI-MS fragmentation mechanistic pathways for 16-hydroxy-17-(1-
hydroxyethyl)-13,17-dimethyl-5H-cyclopenta[a]phenanthrene-4,6-dione
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Figure S10:

trimethoxy-4H-Chromen-4-one
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Sample : SHH-42-4/0WOOLA/PROF.DR.M.IQBAL CHAUDHARY Spectrum @ SHH-42-4.0 (in D:URSTUDENT)
Measured : 28/02/2019 on VECTOR22 Technic < Liauio

Resolution : 2 em-1 ( 5 scans ) Analyst : ZAINAB RIZVI

Figure S11:  Fourier-Transform InfraRed Spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-
hydroxy-3,7,8-trimethoxy-4H-Chromen-4-one
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Figure S12:  EI-MS Spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-hydroxy-3,7,8-

trimethoxy-4H-Chromen-4-one
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Figure S13:  H-NMR Spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-hydroxy-3,7,8-
trimethoxy-4H-Chromen-4-one
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Figure S14:

trimethoxy-4H-Chromen-4-one

C-13 spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-hydroxy-3,7,8-
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Figure S15:  HMBC Spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-hydroxy-3,7,8-
trimethoxy-4H-Chromen-4-one
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Figure S16:  COSY Spectrum of 2-(4-ethoxy-3-methoxyphenyl)-5-hydroxy-3,7,8-
trimethoxy-4H-Chromen-4-one
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Table S1: 'H and '*C NMR data of compounds 3 and 4

"H NMR chemical shifts § in ppm (coupling 3C NMR chemical shifts § in ppm

constant J in Hz)

Position 3 |
1 1.46 m 1.12m 37.5
1.57 m
2 1.53m 1.07 d (6.8) 29.3
3 3.50t dd (5.0,4.5,3.6) 3.95m 78.1
4 229 m 1.91d(13.2) 39.8
1.98d (13.2)
5 - - 140.9
6 532d4.0) 5.34d(3.6) 121.9
7 2.03m 1.27 d (6.0) 32.2
1.89 m
8 1.68 m 1.57 m 32.1
9 1.53 m 1.30 m 50.4
10 - - 36.9
11 1.52m 1.42 m 21.3
12 1.51m 2.74dd (2.4, 13.2) 39.9
249 m
13 - - 42.5
14 1.49 m 1.12d (10) 56.8
15 1.58 m 1.57 m 24.5
16 1.84sd (3.5) 1.74 m 28.5
17 1.45 1.07 d (6.8) 56.1
18 0.68 Overlapping Doublet 0.66 s 12.0
19 0.99 s 0.92s 19.2
20 1.62 m 1.42 m 36.4
21 0.91d(6.5) 0.98 d (6.4) 19.2
22 4.99 dd (8.5, 8.5) 1.42 m 342
23 5.14 dd (8.5, 8.5) 1.25m 29.3
24 1.23 m 0.91t(3.6) 50.4
25 1.57 m 1.74 m 29.5
26 0.84 (Overlapping d) 0.88 d (1.6) 19.0
27 0.86 d (6.5) 0.88 d (1.6) 19.9
28 1.14 m 1.25m 23.4
29 0.83t(4.0) 0.87t(1.6) 12.0
1 - 5.05d(7.6) 102.6
2 - 4.05t(8.0) 75.3
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395m
431 m
431 m
442 dd (5.2),11.6)
4.57 dd (2.4), 12.0)

78.6
71.7
78.5
62.9
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Table S2: 'H and '*C NMR data of compounds 5-8

"H NMR chemical shifts § in ppm (coupling constant J in Hz),

13C NMR chemical shifts & in ppm (100 MHz)

(400 MHz)
Position 5 (DMSO) 6 (CDCls3) 7 (CsDsN) 8 (CsDsN) 5 (DMSO) 6 (CDCl) 7(CsDsN) 8(CsDsN)
1 - 0 0.94s 1.72 d (14.1) 1.84t(12) 138.4 39.1 24.9 42.5
B 1.56s 2.05m 1.96 m
la - - - - 135.9 - - -
2 - al.82s 220 m 429 m - 28.1 25.6 67.2
B1.82s 1.72 d (14.1)
3 8.56d a347d 436 brs 4.11d(3.6) 136.9 78.1 74.9 78.7
(4.80) (6.8)
4 8.40d - 221 m - 117.9 39.2 36.3 48.5
(4.80) 1.72 d (14.1)
4a - - - - 130.7 - - -
5 831d a0.89s 3.58m 2.01-2.07m  122.8 55.8 74.1 44.7
(7.60)
5a - - - - 120.0 - - -
6 7.30 m al.56s 1.79 s 1.46, 119.8 18.8 36.9 18.9
B1.37s 2.32m 1.94 m
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7

8a

10

11

12

13

14
15

16

17

al65 d
(9.2)
a1.97d (4.0)
B1.97d(4.0)
a5.49s

al28s

B 233 dd
(4.6, 13.2)

a 2.12 dd
(4.0, 13.2)
B2.00s

1.32m
1.60 dd (3.6, 13.6)
2.36m

1.71d (14.1)

1.94, q

2.60 m

1.70 d (14.1)
230m

474, br s
1.05,q
2.07m

1.81 m
2.07m

3.37.t,(9.6,18.4)

2.09m
1.75m

1.96
2.10 m
5.46 brs

1.62 m 2.34

m

1.99-2.06 m

128.6

113.0

141.6

33.6

39.9

48.1

37.3
23.6

125.6

139.2

42.5
28.7

24.9

48.0

21.7

41.7

39.5

554
18.6

39.7

49.1

85.3
30.8

30.6

48.6

33.7

423

49.4

39.1
24.4

126.7

139.3

40.2
29.2

253

49.4
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19
20

21

22

23

24
25
26
27
28
29
30

5

B 263 d 1.13s

(11.6)
ald8s
B 1.06s

o1.53s,
B1.45s
a 1.97d (4.0)
B 1.97d(4.0)
al24s

0.89 s
B1.01s
B1.01s
al24s
B1.02s
a 1.94

10.4 s

4.90d (2)
4945
6.07 d (1.2)

5404 (16, 9.6)

1.90 m
232 m

2.63 br.d

1.43m
1.38 m

1.36 m
1.46 m
1.96 m

3.77,
3.93d(10.8)
0.88s

1.01s

1.08 s

1.16 s

0.98 d (6.6)
0.93d(6.6)

53.6

39.5
39.4

31.0

37.4

28.8

16.5
15.6
17.5
239
179.8
17.4
20.8

18.3

208.6
174.1

74.1

116.7

172.6

544

40.4
40.4

31.8

38.1

71.3

17.9
17.4
17.7
24.2
181.7
17.6
21.6
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3a

Ta
9 NH

1 NH

8.55d
(6.4)
7.30 m
7.30 m
7.56d
(7.2)
12.09 br.
S

11.98 br.
S

438 m

3.60 m

4.25m
1.55d (6)

114.2
127.2
122.0

121.6

121.7

112.2

135.0

68.5

73.8

70.5
18.9
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