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Table SO NMR spectral data of 1 in acetone-d 4

Position & JMHz 'H-'H cosy NOESY” & HMBC (C)°
1o 1.55  dg  12.8 (1B), 3.8 (2a, 2B, 10) 1B, 20, 2B, 10 259 (t) 2,10
1B 112 qd  12.8 (1o, 20, 10), 3.8 (2B) 1o, 20, 10 3,5,24
20 090 m 1o, 1, 2B, 3 4q, 10, 23 36.0 (t)
2B 174 ddt 12.8(2a),5.3 (3), 3.8 (1o, 1B) 1o, 20 23
3 148 m 20, 40, 4B, 23 1B, 5 335 (d)
4a 082 q 12.8 (3, 4B, 5) 3,4B,5 2a, 10, 23 426 (1) 23,5610, 23
4 187  ddd 128 (40), 5.5 (4), 3.2 (5) 3,4a,5 6,23
5 1.92  brt 128 (4a, 10) 4a, 4B, 10 1B, 3,24 37.4 (d) 10
6 555 d 113 (7) 7 a8 1332 (d) 4,5,7,8,10
7 570 ddd 11.3(6), 4.8 (8), 2.5 6,8 1253 (d) 5,6,8,13
8 265 ddt 11.8(13),4.8(7),1.8 7,13 14, 24 499 (d) 6,7, 9, 10,13, 14,24
9 52.9 (s)
10 149 td  12.8(1p,5),3.8 (la) 1o, 1, 5 20, 40, 13 38.7 (d) 5,24
11 2116 (s)
12 740 (s)
13 316 dd  11.8(8), 9.0 (14) 8, 14 10, 15 52.8 (d) 7,8, 12,14, 15,18, 22
14 562 ddd 155 (15), 9.0 (13), 1.8 13,15 8,16,17,19 1243 (d) 8,12 13,15, 16
15 573 dd  15.5(14), 5.5 (16) 14,16 13,17 1419 (d) 13,14,16,17
16 421 m 15,17,16-OH 14 68.8 (d) 14
17 116 d  6.8(16) 16 14,15 24.2 (q) 15,16
18 207.1 (s)
19 366 d  7.0(20) 20 14,21 704 (d) 18,20,21,22
20 399 m 19,21,20-OH  NH 67.8 (d) 18
21 125 d  6.2(20) 20 19, NH 204 (q) 19,20
22 170.7 (s)
23 091 d  65(@3) 3 20, 2B, 4o, 4B 226 (q) 2,34
24 095 s 1B,5,8 160 (g) 8 9,10,11
16-OH 379 d  5.0(16) 16 15, 16, 17
20-OH 417 d  55(0) 20 19
NH 801 brs 20, 21

a *H chemical shift values (5 ppm from SiMe,) followed by multiplicity and then the coupling constants (J/Hz). Figures in parentheses indicate

the proton coupling with that position. b The correlations with geminal and vicinal protones are removed. ¢ Long range *H-13C correlations
fromH to C observed in the HMBC experiment.



Table S1 NMR spectral data of 2 in acetne-d g

Position & JMHz 'H-'H cosy NOESY” & HMBC (C)°
1o 152 dg  13.2 (1), 3.6 (20, 2B, 10) 1B, 10 259 (t) 10
1B 113 qd  13.2 (1o, 20, 10), 3.6 (2B) 1o 3,5,24
2a 090 m 2B, 3 10, 23 36.0 (t)
2 175 ddt 12,6 (2a), 5.4 (3), 3.6 (1o, 1B) 2a 23
3 149 m 2a, 4o, 23 18,5 335 (d)
4a 083 q 12.0 (3, 4B, 5) 3,4B,5 10, 23 427 () 2,3,5,6,10,23
48 1.88  ddd 12.0 (4a), 5.4 (3), 3.5 (5) 4a, 5 6,23
5 193 m 4a, 4B, 10 1B, 3,24 375 (d) 3,6,10
6 554 d 10.2 (7) 7 48 132.9 (d) 4,5,7,8,10
7 569 ddd 10.2 (6), 4.8 (8), 2.4 6,8 125.7 (d) 5,8,9
8 274  ddt  12.0(13),4.8(7), 18 7,13 14, 24 497 (d) 6,7, 9,10, 13,14, 24
9 52.9 (s)
10 140 td  13.2(1a,5),3.0 (1o) 18,5 2a, 4a, 13 39.0 (d) 1,24
11 2117 (s)
12 742 (s)
13 301 dd  12.0(8), 9.0 (14) 8,14 10, 15 525 (d) 7,8, 12,14, 15,18, 22
14 582 ddd 15.0 (15), 9.0 (13), 1.8 13,15 8,16, 17,19 1255 (d) 8,12,13,16
15 559  ddd 15.0 (14), 5.4 (16), 0.6 14, 16 13,17 140.8 (d) 13,16, 17
16 417  m 15,17,16-OH 14,20 68.0 (d) 14,15,17
17 114 d 6.6 (16) 16 14, 15 239 (q) 15,16
18 207.8 (s)
19 393 d 4.2 (20) 20 21, NH 69.7 (d) 18,20, 21,22
20 398 m 19, 21 16 67.4 (d)
21 127 d 6.0 (20) 20 19, NH 20.7 (q) 19,20
22 170.2 (s)
23 092 d 6.6 (3) 3 20, 2B, 4o, 4B 226 (q) 2,34
24 099 s 1B,5,8 16.1 (q) 8,910, 11
16-OH 347  brs 16
20-OH 402  brs
NH 8.02 brs 19, 21

a *H chemical shift values (5 ppm from SiMe,) followed by multiplicity and then the coupling constants (J/Hz). Figures in parentheses indicate

the proton coupling with that position. b The correlations with geminal and vicinal protones are removed. ¢ Long range *H-13C correlations
fromH to C observed in the HMBC experiment.



Table S2 NMR spectral data of 3 inacetne-d g

Position 5 JHz 'H-'H cosy NOESY® & HMBC (C)°
1o 180 dg  12.6 (1B), 3.6 (2a, 2B, 10) 1B, 2a, 10 26.0 (t)
1B 120 qd  12.6 (1o, 2a, 10), 3.6 (2B) la, 20, 2B, 10 3,524 2,5,10
20 0.87 qd  12.6 (1B, 20, 3), 3.6 (1) 1o, 1B, 2B, 3 10 36.2 (t) 1,3,10,23
2B 174  ddt 126 (20),5.4 (3), 3.6 (1o, 1B) 1B, 2a
3 149 m 20, 23 18,5 33.7 (d) 23
4 079 g 12.6 (3, 4B, 5) 48,5 10, 23 430 (t) 2,356, 10,23
a8 1.87 ddd 126 (4), 5.4 (3), 3.6 (5) 4a,5 6,23 2.5
5 195  brt 12.6 (4a, 10) 4q, 4B, 10 1B, 3, 24 375 (d) 4,6
6 557 d  96(7) 7 a8 133.1 (d) 4,5,8,10
7 597 ddd 9.6 (6),4.8(8),3.0 6,8 14 1261 (d) 5,8,9
8 334 ddt 12.6(13),4.8(7),0.9 7,13 24 453 (d) 6,7, 9, 10,13,24
9 534 (s)
10 135 td  12.6 (1B, 5), 3.6 (1o) 1o, 1B, 5 2a, 4a, 13 404 (d) 5,24
11 211.3 (s)
12 74.7 (s)
13 283 ddd 12.6(8),5.4 (14), 2.4 8, 14 10, 17 455 (d)
14 642 ddd 8.4 (15),5.4 (13), 2.4 13,15 7 1336 (d) 8,16
15 583 ddd 8.4 (14),5.4 (16), 2.4 14,16 17 1343 (d) 13,16,17,18
16 248 m 15, 17 437 (d) 14,18
17 120 d  7.2(16) 16 13,15 153 (q) 15,16,18
18 81.2 (s)
19 1733 (d) 18, 20,21, 22
22 1775 (s)
23 089 d  66(3) 3 4a, 4B 228 (q) 2,34
24 105 s 1B, 5,8 173 (@) 8,9,10,11

a *H chemical shift values (5 ppm from SiMey) followed by multiplicity and then the coupling constants (J/Hz). Figures in parentheses indicate

the proton coupling with that position. b The correlations with geminal and vicinal protones are removed. ¢ Long range *H-13C correlations
fromH to C observed in the HMBC experiment.



Table S3 NMR spectral data of 4 in acetne-d g

Position & JHz 'H-'H cosy NOESY” & HMBC (C)°
1o 1.67 m 1B 27.6 (t)
1B 120 qd  12.6 (1o, 2, 10), 3.6 (2) 1o, 2B, 10 5,24
20, 085 qd  12.6 (1B, 2B, 3),3.6 (la) 2B, 3 23 LM 1
2 172 m 20 23
3 149 m 20, 23 1B,5 335 (d)
4. 079 ¢ 12.6 (3, 4B, 5) 48,5 10, 23 426 (t) 23,5 10,23
4 185 ddd 126 (40), 5.4 (3), 3.6 (5) 4q. 6,23
5 208 m 4a, 10 1B, 3,24 39.1 (d)
6 548 d 10.2 (7) 7 a8 1333 (d) 4,5,8,10
7 604 dd  10.2(6),3.0 6 14 1277 (d) 5,8,9,10
8 1415 (s)
9 50.7 (s)
10 170 m 1B,5 4q. 447 (d) 5,24
11 208.4 (s)
12 705 (s)
13 371 d  9.6(15) 14,15 16, 24 436 (d) 8,12, 14, 15,16,22
14 552 d 18 13 7,15 1246 (d) 7,9,12,13,15
15 537 ddg 16.8(16),9.0(13), 1.8 13,16 14,17 1284 (d) 12, 16,17
16 557 dg  16.8(15), 6.6 (17) 15, 17 13 131.0 (d) 13,17
17 162 d  6.6(16) 16 15 180 (q) 15,16
18 208.4 (s)
19 349 d  7.2(20) 20 21, NH 69.9 (d) 18,20,21,22
20 399 m 19,21 68.1 (d)
21 128 d  6.6(20) 20 19, NH 20.2 (q) 19,20
22 168.1 (s)
23 089 d  66(@3) 3 20, 2B, 4o, 4B 226 (q) 2,34
24 112 s 1B, 5,13 174 (g) 8,9,10,11
20-OH 406  brs
NH 788  brs 19,21

a 'H chemical shift values (5 ppm from SiMe,) followed by multiplicity and then the coupling constants (J/Hz). Figures in parentheses indicate

the proton coupling with that position. b The correlations with geminal and vicinal protones are removed. ¢ Long range *H-3C correlations
fromH to C observed in the HMBC experiment.



Table S4 NMR spectral data of 5 in acetne-d g

Position & JHz 'H-'H cosy NOESY” & HMBC (C)°
1o 191 dg  12.6 (1B), 3.6 (2, 2B, 10) 1B 280 (t) 9,10
1B 120 qd  12.6 (1o, 2, 10), 3.6 (2B) 1o 3,5
20 090 m 2B 4q. 36.2 (t)
2B 173 ddt 114 (2a),5.4 (3),3.6 (1o, 1B) 2a, 3 23
3 149 m 28,23 1B,5 335 (d)
4a 080 q 12.0 (3, 4B, 5) a8 2a, 10, 23 429 () 2,3,5,6,10,23
4 187  ddd 120 (40), 5.8 (3), 3.5 (5) 4q. 6,23
5 209 m 10 1B, 3, 24 38.6 (d) 4,6,7
6 549 d 10.2 (7) 7 a8 1335 (d) 4,5,8,10
7 607 dd  10.2(6),3.0 6 14 1274 (d) 5,8,9,14
8 140.1 (s)
9 50.6 ()
10 137  td  12.6(lo,5), 3.6 (o) 5 4q. 453 (d)
11 205.2 (s)
12 72.7 (5)
13 396 d  9.0(15) 14,15 16, 24 415 (d) 12,14, 15,16,18
14 570 d 18 13 7 1269 (d) 7,9,12,13,15
15 537 ddg 16.8(16),9.0(13), 1.8 13,16 17 1294 (d) 17
16 562 dq  16.8 (15), 6.6 (17) 15,17 13 129.9 (d) 13,17
17 159 d  6.6(16) 16 15 179 (q) 15,16
18 204.7 (s)
19 381 d  48(20) 20 21, NH 68.9 (d) 18,20,21,22
20 390 m 19,21 67.0 (d)
21 129 d  6.0(20) 20 19, NH 20.8 (q) 19,20
22 170.7 (s)
23 089 d  66(3) 3 2B, 4o, 4B 226 (@) 23,4
24 112 s 5,13 166 (g) 8, 9,10,11
20-OH 402 d  6.0(20)
NH 786  brs 19, 21

a 'H chemical shift values (5 ppm from SiMe,) followed by multiplicity and then the coupling constants (J/Hz). Figures in parentheses indicate

the proton coupling with that position. b The correlations with geminal and vicinal protones are removed. ¢ Long range *H-3C correlations
fromH to C observed in the HMBC experiment.



'H and 3C NMR spectrum of 1 in acetone-d6

Figure S1
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Sample Name:

Data Collected on:
Agilent-NMR-vnmrs6§00

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: acetone
Data collected on: Mar 18 2013
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117D-1C69-9

MM

__:iu:_g,:_:_;_:_7:_;::_:__i__,_:__i:;:___::i:ﬁ__:__::i_:_:_;:_,__:_7:__7
3.78 3.75 3.72 3.69 3.66 3.63 ppm 3.198 u.“_.m ppm m.mq 2.64 ppm
agqiéaﬁjaj]jqj gij%j%ﬂ 7_:_7_,_;::7_:_7:.;:_,_,_:_:,,__:_i__;_:_7_:__,_:_:: :;::v::__:

1.82 1.89 1.86 ppm 1.74 1.71 ppm 1.56 1.53 1.50 1.47 ppm 1.26 ppm



117D-1C69-9

_g;_47_;,__,,_47,,ﬁ__,__,_,,__7,__,__,__7___,_,_~,__,__7__AAAAA__%__AA_Aﬁ_A_ﬁ_ﬁ_g__,_*__ﬁ_____a__g__ggﬁ__f,_,,ﬁ_a_a_a_a_g__,__4__,_,_,,_,

5.76 5.73 5.70 5.67 5.64 5.61 5.58 5.55 5.52 ppm

Mo A

AR RLARNRRA

.7,_:_:_,7::14::_:_;:_;_:_7:: jﬂ%ﬂﬂﬁ%ﬁqﬁ%ﬂﬂjﬂqﬁq :__:_7_::::_,
8.01 7.98 ppm 4.24 4,21 4.18 ppm 4.01 3.98 ppm
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117D-1C69-9

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive |directory:

Sample directory:

FidFile{ CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: [acetone
Data collected on: Mar 18 2013

]l )
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140 120 100
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'H-'H COSY of 1

Figure S2

117D-1C69-9

exp3  gcOSY
SAMPLE PLAGS
date Mar 18 2013 hs nn
solvent acetone sspul ¥y
sample hsglvl 6540
ACQUISITION SPECIAL
™ 5081.3 temp not used
at 0.150 gain a2
np 1524 spin o
® 4000 P2 PROCESSING
s 32 s -0.075
a 1.000 sbs not used
at e fn 2048
2 n
vl 5081.3 sbl 0.025
ni 256 sbsl not used
a2 o proci 1p
PRESATURATION fn1 2048
satmode n DISPLAY
wet. o ep 333.7
TRANSMITTER wp 4624.8
tn HL spl 343.6
strq 599.901 wpl 4619.8
tot -543.4 xfl 83.2
tpwr 58 rep 0
o $.100 rell 83.2
GRADIENTS rfp1 0
grlvie s4s8 PLOT
gtE 0.001000 we 200.0
Ebratio 1.000 sc [
gstab 0.000500 wez 200.0
DECOUPLER sc2 °
an €13 vs 408
an ann th 2
ai  av

14
F2 4
(ppm)
- e
21
1 (=}
34 v
] .
1 o
4- . <]
e * .
il 4
o L4
5]
] 0 =
61
71
L
g &#
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117D-1C68-9

expl gCOSY
SAMPLE FLAGS
date Mar 18 2013 hs an
solvent acetone sspul Y
sample hsglvl 6540
ACQUISITION SPECIAL
W 5081.3 temp not used
at 0.150 gain 42
np 1524 spin o
0 4000 F2 PROCESSING
88 32 sb -0.075
a1 1.000 sbs not used
nt 8 fn 2048
2 1 28
swl 5081.3 sbl -0.025
ni 256 sbsl not used
a2 0 procl ip
PRESATURATION fnl 2048
satmode n DISPLAY
wet n sp 368.4
TRANSMITTER wp 927.9
to m spl 403.1
sfrq 599.901 wpl 503.1
tof ~543.4 rfl 83.2
tpwr 58 rfp [}
pw $.100 rfll 83.2
GRADIENTS rfpl 0
gzlvlE 5458 PLOT
gtE 0.001000 we 200.0
EDratio 1.000 sc o
gstab 0.000500 wc2 200.0
DECOUPLER sc2 o
dn €13 vs 408
dm nnn  th 2
ai av

:ES

- = - - - Ll L o e
. . . . . . . .
a w » w ~N - o 0 ©
sl b Lo b bev v b e b o s Piaay

[
®

[
~
PRSI SF S ST AU

=
©
|

L
o

»
=

| R |

-,A.—JI-.._-..—._.._.._A_...._....—J<|-\-a.-—-lﬂ-.__.-__A...__.4-_.__.__.___-

2.1

2.0 1.9 1.8 1.7 1.6 1.5 1.4 1.3 1.2 1.1 1.0 0.9 0.8

F1 (ppm)
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Figure S3 NOESY of 1

117D-1C69-9

expd  NOESY
SAMPLE
date Mar 16 2013
solvent  acetone
sample
ACQUISITION
aw 5319.1
at 0.150
op 1596
13 4000
s 32
d1 1.300
nt 16
2D ACQUISITION
swl 5319.1
ni 256
TRANSMITTER
tn H
sfrq 595.501
tot -515.1
tpwr 58
v 9.100
NORSY
mixN 0.800
PRESATURATION
satmode o
wet n
DECOUPLER
dn 3
am nnn

PLAGS
s nn
sspul y
PPGElg ¥
hsglvl 6540
SPECIAL
temp not used
gain 42
spin 0
P2 PROCESSING
ot 0.060
gfs not used
n 2048
P1 PROCESSING
gf1 0.040
gfsl not used
procl 1p
fn1 2048
DISPLAY
» 330.1
wp 4623.1
spl 340.5
wpl 4617.9
rfl 173.8
rtp [}
rfl1 173.8
rpl o
rLOT
we 200.0
se [
wez 200.0
sc2 ]
ve 408
th 2
ai

F2 |
(ppm).|

F1 (ppm)
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117D-1C69-9

expd  NOESY
SAMPLE FLAGS
date Mar 18 2013 hs nn
solvent acetone sspul y
sample PFGElg y
ACQUISITION hsglvl 6540
v 5319.1 SPECTAL M
at 0.150 temp not used
np 1596 gain 42 3
> 4000 spin o F2
ss 32 P2 PROCESSING (ppm)]
a 1.300 gt 0.060 4
nt 16 gfs not used 3
2D ACQUISITION  fn 2048 =
swl 5319.1  F1 PROCESSING 3
ni 256 gf1 0.040 5
TRANSMITTER gfsl not used 1.0
tn Hl procl 1p ]
sfrq 595.901 fnl 2048 =
tof -515.1 DISPLAY =
tpwr 58 sp 408.0 b
pw 9.100 wp 1236.3 ]
NOESY spl 413.2 1.2
mixN 0.800 wpl 1231.1 4
PRESATURATION £l 173.8 =
satmode n rfp 0 3
wet n rfll 173.8 3]
DECOUPLER rfpl 0 1. al.
dn c13 pLOT 3
dm nnn we 200.0 1
sc [ -
we2 200.0 ]
sc2 o ]
vs 408 1.6
th 2 b
ai ph |
1.8
2.0
2.2
2.47]

0

M

L B B I e L L L L L L L L R B R R LR RN AR

2.6 2.4 2.2 2.0 1.8 1.6 1.4 1.2 1.0 0.8

Fl1 (ppm)
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Figure S4 HMQC of 1

117D-1C69-9

expS gHSQCAD

SAMPLE PLAGS
date Mar 18 2013 hs nn
solvent  acetone sspul ¥
sample PFGElg y
ACQUISITION hsglvl 6540
= 5319.1 SPECIAL
at 0.150 temp not used
np 1596 gain 20
£b 4000 spin 0
s 32 GRADIENTS
a1 1.500 gzlvie 5458
ot 4 gt 0.002000
2D ACQUISITION  EDratio 3.978
swl 25641.0 gstab 0.000500
ni 512 P2 PROCESSING
phase arrayed 1b 0.30
PRESATURATION gt 0.070
satmode n gfs not used
wet n fn 4096
TER 1
tn H1 1b1 0.32
sfrq 599.901 gfl 0.009
tof -515.1 gfsl not used
tpwr 58 procl 1p
pw 9.100 fn1 2048
DECOUPLER DISPLAY
an €13 sp 158.7
dof -2227.7 wp 3729.6
am nny spl 1557.0
decwave W40_OnePro- wpl 20332.5
be xfl 173.8
dnf 35088 rfp 0
dpwr 19 rfll 3029.3
pwxlvl s8 rfpl 2407.8
pwx 9.300 PLOT
HSQC we 250.0
J1xh 146.0 sc 0
nullflg y we2 200.0
mult 2 sc2 [
ADIABATIC vs 2486
pwx180ad OneProbe - th 2
ad300 ai  ph
pwx180adR OneProbe-
_ad300R
pwx180 400.0
pwxlvl180 53

p¥x180ref OneProbe-

pwx180x
prxlvl180r

ACQUISITION ARRAYS

array phase
arraydim 1024
i phase
1 1

A

"

Ll

A_
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117D-1C69-9

expS gHSQCAD
SAMPLE FLAGS ACQUISITION ARRAYS
date Mar 18 2013 hs nn array phase
solvent  acetone sspul y  arraydim 1024
sample PPGElg y
ACQUISITION hsglvl 6540 i phase
- 5319.1 SPECIAL 1 1
at 0.150 temp not used 2 2
op 1596 gain 20
£ 4000 spin 0
as 32 GRADIENTS
a1 1.500 gzlvle 5458
nt 4 gtE 0.002000
2D ACQUISITION EDratio 3.978
swl 25641.0 gstab 0.000500
ni 512 F2 PROCESSING
phase arrayed 1b 0.30
PRESATURATION gf 0.070
satmode n gfs not used
wet n fn 4056
F1
tn H1 1bl 0.32
sfrg 599.901 gf1 0.008
tof -515.1 gfsl not used
tpwr 58 procl 1p
¥ 9.100 £nl 2048
DECOUPLER DISPLAY
dn €13 sp 366.4
dot -2227.7 wp 984.4
am nny spl 2082.8
decwave WAO _OnePro~ wpl 4607.4
be =xfl 173.8
dnf 315088 rfp 0
dpwr 35 rfll 3029.3
pwxlvl 58 rfpl 2407.8
= 9.300 PLOT
HSQC we 250.0
j1xh 146.0 sc 0
nullflg y we2 200.0
mult 2 sc2 o
ADIABATIC ve 2486
pwx180ad OneProbe - th 2
ad300 ai ph
pwxlB0adR OneProbe-
_ad300R
Pwx180 400.0
pwxlvl180 53
pwx180ref OneProbe-
_ref200
Pwx180r 19%8.8
pwxlvl180r a“

ga

sl et be et bt bt Lot bt e b e o Fa g

o

N

i

o

o

N

LB L L L I I I L A R I R B I R LS AR AR LN AR AR AL R

44 42 40 38 36 34 32 30 28 26 24 22

F1 (ppm)

20 18

AN BARRE RARAN RARL

T

16

T
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Figure S5 HMBC of 1

117D-1C68-5
exp6 GHMBCAD
SAMPLE FLAGS
date Mar 18 2013 hs nn
solvent  acetone sspul y
sample PPGElg y
ACQUISITION hsglvl 6540
v 5319.1 SPECIAL
at 0.150 temp not used
np 1596 gain 20
© 4000 spin 0
s 32 GRADIENTS
a 1.500 gzlvil 545
nt 128 gel 0.001000
2D ACQUISITION  gzlvl3 1635
swl 35445.3 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING
PRESATURATION sb -0.075
satmode n sbs not used
wet n fn 4096
Fl
ta HL gf1 0.005
sfrq 599.901 gfsl not used
tof -515.1
tpwr 8
v 9.100
DECOUPLER
an c13
dot 2675.5 spl 1738.6
dm non  wpl 31256.9
decwave W40 _OmePro- rfl 173.8
be rfp 0
dmf 35088 rfll 3023.0
dpwr 35 rfpl 2407.8
pexlvl s8 PLOT
prx 9.300 we 250.0
HMBC sc °
jixn 146.0 we2 200.0
nxh 8.0 sc2 0
ADIABATCIC ve 2486
pwx180ad OneProbe - th 2
ad300 ai  av
pwxlv1180 53
pwx180 400.0

ACQUISITION ARRAYS

array phase
arraydim 1024
i phase
1 1
2 2

4

| _; |

F2 |
(ppm) 3 L
1+ °%= s
T ° - ~ )
27 -
1 ° o ° °
3
J s ° = ® :
IS , .
< > .a e
P
51
o s =
] o . 2 % A 2
6
7
8 ..
R R RREE e T T e T T T T T
200 180 160 140 120 100 80 60 40 20
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117D-1C69-5
expé gHMBCAD
SAMPLE PLAGS ACQUISITION ARRAYS
date Mar 18 2013 hs nn  array phase
solvent  acetone sspul y  arraydim 1024
sample PFGflg y
ACQUISITION hsglvl 6540 1 phase
- 5315.1 SPECIAL 1 1
at 0.150 temp not used 2 2
np 1596 gain 20
b 4000 spin 0
a8 32 GRADIENTS
a1 © 1.500 grlvil 545
nt 12¢ gt1 0.001000
2D ACQUISITION  gzlvl3 1635
swl 35445.3 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING
PRESATURATION b -0.075
satmode n sbs not used
wet n fn 4036
TER Fl
tn H gf1 0.005
sfrq 599.901 gfsl not used
tof -515.1 procl 1p
tpwr 56 fnl 2048
pw $.100 DISPLAY
DECOUPLER sp 317.1
dn €13 wp 2321.9
dof 2675.5 spl 1773.2
dm oo wpl 31187.7
decwave W40 _OnePro- rfl 173.8
be xrfp 0
dmf 35088 rfl1 3023.0
dpwr 39 repl 2407.8
prxlvl 58 PLOT
pwx 9.300 we 250.0
HMBC se 0
J1xh 146.0 we2 200.0
jnxh 8.0 sc2 [
ADIABATCIC vs 2486
pwx180ad OneProbe - th 2
ad300 ai  av
pwxlvl180 53
Pwx180 400.0
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117D-1C69-9

expé  GHMBCAD
SAMPLE FLAGS
date Mar 18 2013 hs nn
solvent acetone sspul Y
sample PFGElg y
ACQUISITION hsglvl 6540
s 5319.1 SPECIAL
at 0.150 temp not used
np 1596 gain 20
£ 4000 spin 0
ss 32 GRADIENTS
a1 1.500 gxlvil 545
ot 128 gt1 0.001000
2D ACQUISITION  gzlvl3 1635
swl 35445.3 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING
PRESATURATION sb -0.075
satmode n sbs not used
wet n fn 4096
TER 1
tn H gfl 0.005
sfrq 599.901 gfsl not used
tof -515.1 procl 1p
tpwr 58 fnl 2048
o $.100 DISPLAY
DECOUPLER sp 221.0
dn c13 wp 4867.2
dot 2675.5 spl 2084.7
dm non wpl 9657.5
decwave W40 OnePro- rfl 173.8
be xfp 0
dnf 35088 rfl1 3023.0
dpwr 35 rfpl 2407.8
pwxlvl s8 PLOT
px 9.300 we 250.0
HMBC se [
Jixh 146.0 wc2 200.0
Jnxh 8.0 mc2 0
ADIABATCIC vs 2486
pwx180ad OneProbe_- th 2
ad300 ai  av
pwxlv1180 53
Pwx180 400.0

ACQUISITION ARRAYS

array phase
arraydim 1024
i phase
1 1
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117D-1C69-9
expé  gHMBCAD

SAMPLE
date Mar 18 2013
solvent acetone
sample
ACQUISITION

o 5315.1
at 0.150
np 1556
b 4000
o8 32
da1 1.500
nt 128

2D ACQUISITION
swl 35445.3
nd 512
phase arrayed

PRESATURATION
satmode n
wet n

sfrq 599.901
tof -515.1
tpwr 58

dn c13
dot 2675.5
dm nnn
decwave WAO_OnePro-
be

dme 35088
dpwr £
pwxlvl 58
pwx 9.300

HMBC
J1xh 146.0
jnxh 8.0
ADIABATCIC

pwx180ad OneProbe -
ad300

pwxl1v1180 53
Pwx180 400.0

FLAGS
hs nn
sspul y
PPGElg ¥y
hsglvl 6540
SPECIAL
temp not used
gain 20
spin 0
GRADIENTS
gzlvll 545
gt1 0.001000
grlvl3 1635
gt3 0.001000
gstab 0.000500
F2 PROCESSING
sb -0.075
sbe not used
n 4096
F1 PROCESSING
gfl 0.005
gfal not used
procl 1p
fnl 2048
DISPLAY
sp 3135.1
wp 509.1
spl 1773.2
wpl 20353.3
rfl 173.8
rfp 0
rfll 3023.0
repl 2407.8
PLOT

we 250.0
sc o
we2 200.0
sc2 o
va 2486
th 2
ai av

ACQUISITION ARRAYS

array phase
arraydim 1024
i phase
1 1
2 2
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Figure S6 FABMS of 1

[ Elemental Composition ] Page: 1

Data : 1607230

Date : 04-Aug-2016 17:33

Sample: 117D-1 C176-11-VI

Note : Matrix; NBA
Inlet : Direct
RT : 8.07 min

Ion Mode : FAB+
Scan#f: (40,45)

Elements : C 30/20, H 40/30, N 5/0, O 10/0

Mass Tolerance

Unsaturation (U.S.)

Observed m/z Int%
416.2436 100.0

20ppm, lmmu if m/z > 50
-1.0 - 30.0

Err [ppm / mmul U.S. Composition

-0.3 / -0.1 8.5 C24 H34 NOS5
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[ Mass Spectrum ]
Data : 1B@/7213 Date : 28-Jul-2B816 19:23
Sample: 117D-1-Cl76-11-VI
Mote : Matrix; NBR
Inlet : Direct Ion Mode : FAB+
Spectrum Type : Normal Ian {MF-Linear]
RT : 9.92 min Scan# : (44,54)-k((58,78))[k=1.8]
BP : msz B84.88B0 Int. : 72.18
Output ms/z range : 208.08008 to 708.0020 Cut Level @ ©.08 %
755988 84
H®®|_ |

q
3@ 1

1 185

80 55
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] 178 -

70
BC 408
50 399
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