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Table S1 NMR spectral data of 1 in CDCl,

Position St JHz 'H-'H cosy NOESY® 3¢ HMBC (C)°
1 411 d  54() 2 7B, 20 80.4 (d) 2,5,6,7
2 388 dd  7.8(3),5.4(1) 1,3 17,19 837 (d) 1,3,17
3 188 qd  7.8(17),7.8(3) 20, 2B, 17 11,20 36.6 (d) 2,4,51217
4 41.2 (s)
5 39.4 (s)
6 150 dd 4.8 (7a), 3.0 (7B) 70, 7B 18,19 532 (d) 4
Ta 178 dd  13.8(7B), 4.8 (6) 6,7p 9, 12,18 409 (t) 1,6,8,9,20
7B 170 dd  13.8(7a),3.0 (6) 6, 7o 1,20 5,12
8 39.6 (s)
% 103 m 9B, 100, 10B 7a, 12 435 (t)
9B 143 m 9., 10, 10B 20 20
10a 159 m 9, 9B, 10,11 16 216 () 815
108 180 m 9, 9B, 100, 11
11 181  dd  13.2(12),4.2(10) 10a., 10p, 12 3,14p, 20 442 (d) 10,12,15,16
12 132 d 13.2 (12) 11 7a, 90, 16, 18 51.8 (d) 3,4,5,8, 11,1520
130 123  ddd 13.8(13p), 13.8 (14p), 3.6 (140)  13B, 14a, 148 18 263 (1)
13p 172 ddd 13.8 (13a), 3.6 (14PB), 3.6 (140) 130, 140, 148 17,19 5,12
14a 164 ddd 13.8 (12B), 3.6 (13a), 3.6 (13p) 13a,, 13p, 14B 16 411 (t)
148 146  ddd 13.8(120),13.8 (130), 3.6 (13p)  13a,13B, 140 11,17 1
15 736 (5)
16 118 s 1001, 12, 140 205 (q) 11,14,15
17 123 d  72() 3 2,13p, 14B, 19 200 (0) 23,4
18ax 099 s 6, 7a, 12, 13a 257 (d) 4,56,19
19%q 104 s 2,6,13p, 17 252 (q) 4,56,18
20 098 s 1,3,7B,98, 11 198 (g) 7.8,9,12

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 from H to
C observed in the HMBC experiment.



Table S2 NMR spectral data of 2 in CDCl;

Position 5 JIHz H-H cosy NOESY® 3¢ HMBC (C)°
1o 254  ddd  15.0 (o), 11.4 (2), 11.4 (6) 2,6 19 36.5 (1) 2,3,6,7
1B 1.68 m 2,6 20 2,5,6,7
2 430 ddd 114 (1B), 7.2 (3), 6.6 (1o) 1o, 2a, 3 17,19 742 (d) 1,317
3 198 gd  7.2(17),7.2(2) 2,17 11, 14B, 20 379 (d) 24,512,117
4 40.8 (s)
5 39.0 (s)
6 162 m lo, 1B, 70, 7 18,19 41.8 (d)
o 171 dd  13.2(7B), 4.2 (6) 6, 7B 9, 12, 18 25 (1) 1,6,8,9
7B 156 dd  13.2(7a), 3.0 (6) 6, Ta 20 5,8,12,20
8 39.7 (s)
%0 102 m 9B, 10a, 10B 70, 12 439 (1)
9B 143 m 9, 100, 108 20 11,12,20
10 160 m 9, 98, 10B, 11 12,16 216 () 11,15
108 18 m 9, 9B, 10a,, 11 9
1 185 m 100, 10, 12 3,20 444 (d) 10,12 15,16
12 130 d 13.2 (12) 11 7a, 90, 10at, 16, 18 519 (d)  3,4,5,8,9,10,11, 15,20
130 118  ddd 13.8(13p), 13.8 (14B), 3.6 (14c)  13B,14c, 14p 18,19 264 () 12
138 168 m 130, 14, 14 17
140, 162 m 130, 13p, 148 41.2 (1)
148 146  ddd 13.8 (120),13.8 (130),3.0 (13p)  13c,13p, 140 3,17
15 73.8 (5)
16 118 s 100, 12 204 (q)  11,14,15
17 119 d  78(3) 3 2,13p, 14B, 19 204 (@ 234
18ax 095 s 6, 7a, 12, 13a. 253 (q)  4,56,19
19eq 0.96 S 2,6, 13a, 17 25.4 (q) 4,5,6,18
20 113 s 1B, 3, 7B, 9B, 11 203 (@) 7,8,9,12

a'H chemical shift values (& 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 from H to C
observed in the HMBC experiment.



Table S3

NMR spectral data of 3 in CDCl,

Position s JIHz 'H-'H cosy NOESY® ¢ HMBC (C)°

1 420 dd 9.6 (20),5.4 (2B) 20, 2B, 6 7B, 20 726 (d) 5,7

20, 266 ddd 16.2(2p), 9.6 (1),9.6 (3) 1,2B,3 17,19 418 () 1,317

2B 145 m 1,20,3 20 1,3,4,6

210 m 20, 2B, 17 11, 20 26.7 (d) 2,4,5,12,17

38.9 (s)
39.0 (s)

6 141 dd 4.2 (7a),3.0 (7B) 1,70, 7B 18 52.2 (d)

7o 169 dd  13.8(7B), 4.2 (6) 6 12,18 413 () 1,56,20

7B 165 dd  13.8(7a), 3.0 (6) 6 1,20 1,5,12,20
38.8 (s)

148 m 10 20 522 (t) 8,10,11,12,20

10 438 ddd 7.8(9),4.8(11), 1.2 (9) 9,11 12,16 729 (d) 8,15

11 185 dd  13.8(12),4.8 (10) 10, 12 3,20 55.0 (d) 10,12, 15,16

12 128 d 13.8 (11) 11 70, 10, 18 50.6 (d) 3,4,5,8,9,10, 11, 15, 20

130 119  ddd  14.0 (13B), 14.0 (14B), 3.0 (140)  13p, 14a, 14B 18 259 () 4,12 14

138 174  ddd  14.0 (130), 3.0 (14pB), 3.0 (14a) 130, 140, 148 17,19

140, 1.60  ddd  14.0 (12B), 3.0 (13), 3.0 (13p) 130, 138, 14B 16 410 (t) 13

148 150  ddd  14.0 (12.),14.0 (130), 3.0 (13B) 130, 13p, 140 4,15,16

15 73.1 (s)

16 122 s 10, 14a. 215 (q) 11,14,15

17 109 d 6.6 (3) 3 2a, 13B 224 (q) 2,34

18ax 097 s 6, 70, 12, 13ct 258 (q) 4,5,6,19

19q 114 s 20, 138 249 (q) 4,5,6,18

20 117 s 1,2B,3,7B,9, 11 214 (q) 7.8,9,12

a'H chemical shift values (8 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 from H to
C observed in the HMBC experiment.



Table S4 NMR spectral data of 4 in CDCl,

Position S JHz 'H-'H cosy NOESY® 3¢ HMBC (C)°
1 424 dd 102 (20), 6.0 (2p) 20, 2B, 17 7B, 20 721 (d) 5,7
20, 274 ddd  16.2 (2p), 10.2 (1), 10.2 (3) 1,283 19 36.9 (t) 1,3,4,6
2B 164 ddd 16.2 (2a), 6.0 (1),3.6 (3) 1,2a,3 17
1.88  dddd 10.2 (2a), 10,2 (17A), 3.6 (2B), 3.6 (17B) 2a, 2B, 17A 11,20 34.0 (d)
4 38.9 (s)
5 385 (s)
6 145 dd  4.8(7a),3.6 (7B) Ta, 7B 18 52.2 (d)
7o 174 dd  13.8(7p), 4.8 (6) 6, 7B 90, 18 409 (t) 1,6,8,9,20
7B 168 dd  13.8(7a), 3.6 (6) 6, 7o. 1,20 5,12
8 39.2 (s)
0. 103 m 100 7o 435 (t)
9B 143 m 10B 20 8,11
100 159 m 9, 11 16 215 ()
108 180 m 9B 20
1 188 ddd 13.2(12),10.2 (10), 6.0 (10) 100, 12 3,14p, 20 441 (d) 12,15
12 128 d 13.2 (11) 11 16,18 52.0 (d) 3,4,5,8,9 11,1520
130, 128 m 13B, 140, 148 255 (t)
13 152 m 130, 140, 14 17,19
140, 167 m 13, 13p, 14B 4087 (t) 4
148 150 m 130, 13p, 140, 11 15,16
15 736 (5)
16 118 s 10a, 12 205 (q) 11,14,15
17A 360 dd  10.2(3),10.2 (17B) 3 13B, 19 681 (t) 23
17B 395 dd  10.2(17A),3.6 (3) 138 2
18ax 099 s 6, 7o, 12 257 (q) 4,5,6,19
19%q 113 s 20, 13p, 17A 255 (q) 4,5,6,18
20 092 s 1,3, 7B, 98, 108, 11 195 (q) 7,8,9,12

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 from H to C observed in
the HMBC experiment.



Table S5 NMR spectral data of MTPA esters 2a and 2b in CDCl,

5y JIHz 8y’ J/Hz
Position
2a 2b
1o 2.82 ddd 16.2 (1o), 10.8 (2), 10.8 (6) 2.85 ddd  15.0 (1), 11.4 (2), 11.4 (6)
1B 1.52 m 1.66 m
2 5.25 ddd 11.4 (1B), 6.6 (3), 6.6 (1a) 5.28 ddd  11.4(1B), 7.2 (3), 6.6 (1a)
3 2.21 gd  7.2(17),7.2(2) 2.17 gd 7.2 (17),7.2(2)
4
5
6 1.64 m 1.64 m
7o 1.68 m 1.72 dd  16.2 (7B), 4.2 (6)
B 1.46 dd 13.8 (7a), 3.0 (6) 1.53 dd  16.2 (7a), 3.0 (6)
8
9a 1.00 m 1.02 m
9B 1.36 m 1.42 m
100 1.58 m 1.60 m
108 1.79 m 1.81 m
11 181 m 181 m
12 1.28 d 12.6 (11) 1.29 d 12.6 (11)
13a 1.20 ddd  14.4 (13B), 14.4 (14B), 3.0 (140) 1.19 m
138 1.70 m 1.68 m
140 1.62 m 1.62 m
143 1.42 m 1.40 m
15
16 117 S 117 S
17 1.13 d 7.2(3) 1.02 d 7.2(3)
18ax 0.97 S 0.98 S
19eq 1.01 S 1.01 S
20 0.75 S 0.97 S
OCH; 3.57 s 3.53 s
Ar.H 7.38-741 m 7.39-741 m
Ar.H 7.53 m 7.53 m

a'H chemical shift values (8 ppm from SiMe,) followed by multiplicity and then the coupling constants
(J/HzZ). Figures in parentheses indicate the proton coupling with that position.



'H NMR spectrum of 1 in CDCls

Figure S1

111D-4 C232-9
Sample Name:
Data Collected on:
Agilent -NMR-vnmrs600
Archive directory:
Sample directory:
FidFile: PROTON
Pulse Sequence: PROTON (s2pul

Solvent: cdell
Data collected on: Feb 27 2017
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13C NMR spectrum of 1 in CDCls

Figure S2

111D-4 C232-%

Sample Name:

Data Collected on:
Agilent -NMR-vnmrs600

Archive directory:

Sample directory:

FidPila: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Feb 27 2017
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111D-4 €232-9

INDEX

@R a Wl

FREQUENCY
12623.0
12124.8
11647.3
11615.0
11582.6
11104.0

8022.2
7810.7
6669.7
6564.6
6208.5
6201.56
6168.1
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5940.3
5523.0
4Bl4.4
4479.2
4428.3
3962.5
3872.3
3804.1
3421.5
3256.2
3085.1
3015.7
2991.5
2127.9

PPM

83.682
80.380
77.215
77.000
76.785
73.613
53.182
51.780
44.216
43.519
41.159
41.113
40.890
39.603
39.381
36.614
31.917
29.69%4
29.357
26.269
25.671
25.21%
22.682
21.586
20.452
19.992
19.831
14.107

HEIGHT
21.9
21.17

2875.2

3162.6

2979.1
11.2
34.3
41.4
37.3
50.5
21.4
41.0
52.5
27.6
13.3
39.1

$.5
38.4
11.9
46.9
50.7
46.0
12.1
52.5
37.2
47.%8
50.9
4.0
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!H-'H COSY of 1

Figure S3

111D-4 C€232-9

expld  geosy
SANPLE rLAGS
date  Peb 26 2017 hs an
solvent cdel’  smpul y
sample hsglvi 6120
ACQUISITION SPECIAL
-~ 2934.3 tesp not used
at 0.150 gain LH
ap 880 spin 0
Y 4000 P2 PROCESSING F2
. 32w -0.078
a 1.000 sbs not used (ppm)
nt FO™ 1024
2D ACQUISITION F1 PROCESSING
el 2934.3 ab1 0.044 1.0
i 256 sbel not used
a2 o proci 1p
PRESATURATION o1 1024
satmode a DISPLAY
wet n 335.6
TRANSMITTER el 2344.0
Y W oapl 3241 1.5
strq 599897 wpl 2344.0
tot -1667.5 £l 134.3
tpwr 58 rtp 0
o $.600 rfll 134.3
GRADIENTS etp1 0
gslvie 5102 PLoT 0
gtz 0.001000 we 200.0 0
ratio 1.000 se o 2.
getad 0.000500 we2 200.0
DRCOUPLER se2 °
an c13 va 1685
an nnn th 2
st av
2.5
3.0
e
e
3.5 .
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Figure S4 NOESY of 1

111D-4 C232-9

explé  NORSY

sAwPLE
date  veb 28 2017
solvent cdeld
sample
ACQUISITION
-~ 4695.2
at 0.150
np 410
© 4000
- 3
a 1.300
at 16
20 ACQUISITION
"l 46992
a4 256
TRANSMITTER
ta n
atrq 599098
ot 8044
tpwr 58
o 9.600
noRsy
=i 0.800
PRESATURATION
satmode n
wet n
DECOUPLER
an c1
a ann

rLAGS
ba nn
sspul y
Prafig y
haglivl 6120
SPECIAL
tesp not used
gain 4
spin 0
¥2 PROCESSING
gt 0.060
gts not used
to 2048
¥1 PROCESSING
gf1 0.030
gtal not used
procl 1p
a1 2048
DISPLAY
» 332.7
v 2340.4
wpl 2.8
wpl 2340.4
1 153.7
rtp 0
el 153.7
repl °
pLOT
we 200.0
we °
wel 200.0
wel °
v 1685
t 2
. pn

F2
(ppm)

@) I, =

e e = a

-
o
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Figure S5 HMQC of 1

111D-4 C232-%

expls  gHSQCAD

sAMPLE rLAGS ACQUISITION ARRAYS
date  Yeb 28 2017 has on  array phase
sclvent cdeld  mspul y arraydim 1024
sample Profig y w 7 ;
ACQUISITION haglvl 6120 1 phase _
- 27117.4 SPECIAL 1 1 F h... A _ 1 i L
at 0.150 temp not used 2 2 ¥
np 816 gain 42
Y 4000 spin 0 F2
. 32 GRADIENTS
a 1.500 gsivie 5102 L e
ot 8 gtz 0.002000
2D ACQUISITION  EDratio 3.978 1.0 & D~
il 17648.4 gstab 0.000500 &
o4 S12 P2 PROCESSING
phase arrayed 1b 0.30 = -'o.
PRESATURATION gt 0.070 . .& . mo
satmode n gfs not used &
wet n fn 4096 °
n
tn m 1 0.32 1.5 - *
strg 599.897 gf1 0.009 &
tot -1698.1 gtsl not used e
tpwr 58 procl 1p = s
e $.600 fn1 2048 a 4 °
DECOUPLER DISPLAY c
dn €13 ep 361.5
dot -5774.0 wp 2290.1 2.0
dn nny spl 1559.1
decwave W40_OnePro- wpl 11892.0
be rfl 56.5
dmt 35088 rfp )
apwr 40 re11 302.3 -
pexivl 59 rfpl 0
pwx 9.800 PLOT
HSQC we 250.0 2.5
Jixh 146.0 sc 0
nullflg y we2 200.0
sult 2 sc2 0
ADIABATIC ve 8929
pwx160ad OneProbe - th 2
ad300 ai  ph
Pwx160adR OneProbe- 3.0
_ad300R =
pwx180 400.0
pxlvl80 54
Ppvx180ret OneProbe-
_ref200
Px180x 1998.8
Prxlvl180r .
3.5
@
4.0
e
80 70 60 50 40 30 20

F1 (ppm)
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Figure S6 HMBC of 1

111D-4 C232-9

“xplé  GEMBCAD

SAMPLE
date Feb 28 2017
solvent edeld
sanple
ACQUISITION

- 77.4
at 0.150
np "ne
® 4000
- 32

at 2

pwxlviiso 54
pex180 400.0

he na
sapul y
PrGElg y
haglvl 6120
SPRCIAL
tesp not used
gain 40
*pin °
GRADIENTS
grivil s10
gtl 0.001000
griviy 1530
gt 0.001000
getad 0.000500
P2 PROCESSING
Y -0.075
sbe Dot used
o 4096
71 PROCESSING
gt 0.008
gtsl not used
procl 1p
tnl 2048
DISPLAY
» 360.1
- 22755
"pl 2385.5
wpi 24226.4
- el 56.5
ctp °
11 297.5
rpl 0
PLOT
we 200.0
sc 0
wel 200.0
»c2 o
ve 2540
- th 2
a av

array phase
arraydis 1024
1 phase
1 1
2 2

F2
(ppm)

160

140

120

100 80

F1 (ppm)

60

=
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oo

40 20
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111D-4 €232-9

expl6  gHMBCAD
SANPLE rLAGS ACQUISITION ARRAYS
date Peb 28 2017 hs an  arzay phase
solvent cdcl)  mspul y arraydim 1024
sample proflg y
AcQUISITION haglvl 6120 4 phase
-~ mra SPECIAL 1 1 S A
at 0.150 tesmp not used 2 2 AN W Vi i
op 816 gain w0
®n 4000 spin o F2
" i GRADIENTS
a 1.500 grivil s10 (o)
at 32 g 0.001000 0.8
D ACQUISITION  gslvid 1530
"~ 35746.2 ge3 0.001000 (o] @)
i 512 gstab  0.000500 -
phase arrayed 72 PROCESSING ® @ 5
PRESATURATION  sb -0.078 c o
e 5 E el cad 0 %é&éo ®o
wat o ta 4086 T '
TRANSMITTER 71 PROCESSING
o m g 0.008
strq 599.097 gtsl not used
tot -1698.1 proci 1p c
tpwr 58 ol 2048 1.2 .O O ' o <
g 9.600 DISPLAY N , O 9
DECOUPLER 0 388.0 .o o = o D ﬁxbé
an 13 wp 1.2
dot 3275.7 spl 2565.0 () O oo O
as non  wpl 10507.4
decwave WAO_OnePro- rfl 6.5
e i 3 1.4 = ~
dut 35088 rely 97,5 18] o
apwr w0 rtpr °
prexivl 59 pLoT S
prex 9.800 we 250.0
e s 0 > S 9
Jixh 146.0 we2 200.0 1.6 © «
Joxn 8.0 sc2 ° v
ADIABATCIC ve 2540
pwx180ad Onebrobe - th 2 () 5
adl00 ai  av o 3
Pexiviiso 54 o VG v @
Px180 400.0 1.8 ¥ 5] @\Q
2.0
2.2
2.4

80 70 60 50 40

Fl1 (ppm)

23

O O



Figure S7 FABMS of 1

[ Elemental Composition ] Page:
Data : 1703086 Date : 13-Mar-2017 19:27

Sample: 111D-4 C232-9-XXVII

Note : Matrix; G

Inlet : Direct Ion Mode : FAB+

RT : 7.32 min Scan#: (342,347)

Elements : C 25/15, H 40/30, O 8/0, Na 1/0

Mass Tolerance : 20ppm, 1lmmu if m/z > 50

Unsaturation (U.S.) : -1.0 - 30.0

Observed m/z Int%  Err [ppm / mmu] U.5. Composition
345.2397 100.0 -2.6 / -0.9 3.5 C 20 H 34 O 3 Na
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[ Mass Spectrum )
Data : 17R@3634 Date : @8-Mar-2017 17:33
Sample: 111D-4 C222-S-XXVII
hote @ Matraix; G
Ialet @ Zirect Ion Mode @ FAB-
Soectrum Type : Normzl Icn [M5-Linear]
BT+ 2.95 min Scan# @ (20,300 k(43,9311 [«=1.82
BP : msz 115.22¢8 Imt. ¢ 30.25
Output m#z rarge @ 22.00¢20 tc -@E. 2009 Cut Level @ B.89 %
312182 ]
168 — [

81

82
a1 /87

52
13
4E

3¢ .

28 A

385
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'H NMR spectrum of 2 in CDCls

Figure S8

111D-4 C242-13-XXIX

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdel3
Data collected on: Apr 28 2017

.

_\[7 T T T 1 |«|1<‘d|\!_. T T R A A A e e T T _ T T 7 T T T T T
8 7 6 5 4 3 2 1 Ppm
— —— e _—
2.46 2.62 30.84
42.77 20.38

26



wdd

-
B
2
=]
c
.
N n
2
S
5
\
L
s
;
&
£
!
—————1.255
1.180 ~ .
1.185 T
4 - a9
[ - 177
e —1.161
——————1.185

— i B U Y A

e - TROTIZE

- —1,0m

TTh—1.033

——0.360 _ 1

——0.950 ~

27



wdd

1.994

28

XIXX-€T-Z¥ZD ¥-AT1Y



8°2

wdd

4.052

4.040

4.033

- 4.028
4.021
4.010

L
= - 3,491

29

XIXX-E€T-2THZD ¥-AITT



13C NMR spectrum of 2 in CDCls

Figure S9

-~
£y
N

111D-4 C€242-13-XXIX

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdell

Data collected on: Apr 28 2017
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100
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111D-4 C242-13-XXIX

INDEX

FREQUENCY
11647.3
11615.0
11582.6
11197.7
11132.9

7824.6
6698.6
6623.5
6412.0
6304.5
£6207.4
6157.6
5980.8
5881.4
5719.5
5503.4
3976.3
3836.5
3815.7
3265.4
3080.5
3o71.2

PPM

77.215
77.000
76.785
74.234
73.804
51.872
44.408
43.910
42.507
41.795
41.151
40.821
39.649
38.990
37.917
36.484
26.361
25.433
25.295
21.648
20.422
20.360

HEIGHT
654.5
676.4
593.0

48.8
18.2
40.5
41.9
61.6
45.6
52.3
54.9
19.5
19.8
28.7
51.1
62.5
48.4
49.1
40.6
41.8
77.7
66.4
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Figure S10 *H-'H COSY of 2
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1110-4 €242-13-XX1X
exp) gcoSY

SAMPLE

date Apr 28 2017
solvent cdcll
sample

ACQUISITION
v 28935
at 0.150
op 868
0w 4000
.. 32
da1 1.000
ot L]

D ACQUISITION
-l 28938

nt 256
a 0
PRESATURATION
satsode o
wet n
TRANSMITTER
ta "
strq 599,897
tot -1696.8
eprer 58
P 5.600
GRADIENTS
grivie 5102
gt 0.001000
EDratio 1.000
gstab 0.000500
DECOUPLER
an c1
o nan

ruacs
he an
sopul y
haglvl 6120
SPECIAL
temp not used
gain “
spin °
P2 PROCESSING
b -0.075
sbs not used
tn 1024
¥1 PROCESSING
ab1 -0.044
sbel not used
proci 1p
fn1 1024
DISPLAY
» 450.6
v 7686
sp1 496.2
wpl 1994.9
1 142.4
rtp °
e 142.4
rpl °
pLOT
we 250.0
sc 0
we2 200.0
sc2 °
ve s
th 2
ai cdo av

=]

2.5

Fl1 (ppm)
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Figure S11 NOESY of 2

111D-4 C242-13-XXIX

expd  NOESY
SAMPLE
date May 1 2017
solvent cdel3
sample
ACQUISITION
-~ Jas.o
at 0.150
ap 538
0 4000
L1 3
ar 1.300
ot 16
2D ACQUISITION
1 3125.0
ni 256
TRANSMITTER
tn mn
strq 599.897
tot -1683.0
tpwr 58
pw 9.600
NORSY
mixn 0.800
PRESATURATION
satmode n
wot n
DECOUPLER
dan €1
a nnn

FPLAGS
e an
sapul y
prGelg y
haglvl 6120
SPECIAL
temp not used
gain “
spin 0
P2 PROCESSING
gf 0.060
gts not used
tn 2048
71 PROCESSING
gf1 0.030
gtsl not used
procl p
tnl 2048
DISPLAY
» 7.9
v 2197.3
spl 368.8
wpl 2206.4
cfl 244.6
rtp °
rell 2446
repl °
rLoT
we 200.0
ac °
wel 200.0
sez °
ve 12308
th 2
ai cdc ph

i

F2
(ppm)
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Figure S12 HMQC of 2

1110-4 €243-13-XX1X
exps  gHSQCAD
sApLE

date  Apr 28 2017
solvent cdely

J1xh 146.0
oullflg y
mult 2
ADIABATIC

Pwx180ad OneProbe -
ad300

Pwx180adR OneProbe-
_ad300R

pex180 400.0
pwxiviieo 54
pwx180ret OneProbe-
_ref200

Ppwx180r 1998.8
pwxlvilgor “

F2
(ppm)

75 70 65 60 55 50 45

F1 (ppm)

s

30 25 20
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111D-4 C242-13-XXIX
exps  gHSQCAD

SAMPLE FLAGS ACQUISITION ARRAYS

date Apr 28 2017 hs oo array phase
solvent cdcly  mspul y arraydim 800
sample PFOLlg Yy
ACQUISITION haglvl 6120 1 phase _, \_r
- 2907.0 SPECIAL 1 1 _ e

at 0.150 temp not used 2 2 r —
np 1
»n F2 1
" ]
- (ppm) |
nt
~ o
ni
s 1.0 &
satmode
wet
=
b i ]
strq 1
tot 1 -
o + B
P
én 1.6
2 i

mult B [}
pwx180ad OneProbe - 2
Pwx180adR OneProbe-
_ad300R 2.0 O
Pex180 400.0 l
prexlvliso 5 i
pwx180ret OneProbe. 1
_ref200 1
Pwx180r 1998.8 {
Pexlvlisor 4 2.3
2.4
|
2 &
2.6
50 45 40 35 30 25

Fl1 (ppm)
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Figure S13
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111D-4 €242-13-XXIX

array phase
arraydim 800
1 phase
1 1
2 2

expé  gHMBCAD
SAMPLE FLAGS
date Apr 28 2017 hs an
solvent cdecly  sspul ¥
sample Protig y
ACQUISITION hsglvl 6120
-~ 2907.0 SPECIAL
at 0.150 temp not used
np 872 gain 40
©® 4000 spin °
. 32 GRADIENTS
a 1.500 grlvil 510
nt 32 gu 0.001000
2D ACQUISITION  grlvil 1530
"l 15381.7 ge3 0.001000
nt 400 gstad 0.000500
phase arrayed P2
PRESATURATION ey -0.078
satmode o sbs not used
wet n tn 4096
TRANSMITTER ¥1 PROCESSING
ta o gr1 0.008
strq 599.897 gfal not used
tot -1676.1 procl 1p
tpwr 58 fal 2048
I 3.600 DISPLAY
DECOUPLER » 504.6
an 13 wp 1154.0
dot -6902.3 wpl 2722.0
an aon  wpl 8852.5
dacwave W40 OnePro- rfl 120.4
be rfp 0
ant 35088 rfll 297.2
dpwr 40 rfp1 0
prxlvl ss rLOT
prx 9.800 we 250.0
nec s °
Jixh 146.0 we2 200.0
Jnxh 8.0 sc2 0
ADIABATCIC ve 751
pwx180ad OneProbe - th 2

4d300 ai cde av

N
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(ppm)
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|
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Figure S14 FABMS of 2

[ Elemental Composition ]

Page:

Data 1705110 Date 17-May-2017 18:16

Sample: 111D-4 C242-13-XXIX

Note : Matrix; G

Inlet : Direct Ion Mode FAB+

RT : 4.70 min Scan#: (26,31)

Elements C 25/15, H 40/30, O 10/0

Mass Tolerance 20ppm, lmmu if m/z > 50

Unsaturation (U.S.) -1.0 - 30.0

Observed m/z Int%  Err[ppm / mmu] U.S. Composition
289.2534 88.4 +0.9 / +0.2 4,5 C 20 H 33 O
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