Figure S19 'H and *C NMR spectra in acetone-ds of 4

117D-1 C133 4-IX

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: acetone

Data collected on: Sep 9 2015
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117D-1 C3133 4-IX

Sample Name:

Data Collected on:

Agilegt-NMR-vnmrs600

Archive |directory:

Sample directory:

FidFPile{ CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: |acetone
Data collected on: Sep 9 2015
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117D-1 C133 4-IX
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!H-'H COSY of 4

Figure S20

117D-1 €133 4-IX

expd3  geosY
SAMPLE LGS
date  Sep 5 2015 hs an
solvent  acetone sspul y
sample haglvl 6120
ACQUISITION SPECIAL
-~ 5208.3 temp not used ).
at 0.150 gain 2
op 1562 spin 0
o 4000 P2 PROCESSING F2
- 32 s -0.075 (ppm)
d1 1.000 sbs not used
at & o 2048
2D ACQUISITION 71 PROCESSING
- 5208.3 sb1 -0.025
at 256 sbel not used
a 0 procl 1p
PRESATURATION fnl 2048
satmode n DISPLAY 2
et n = 132.6
TRANSMITTER wp 4730.2
ta H sp1 332.8
atrq 599.501 wpl 445,58
tof 495.9 rfl 99.7
tpwr s cfp 0
o 9.600 rell 9.7 3
GRADIENTS rep1 o
gzlvlie 5102 PLOT
gtE 0.001000 we 200.0
EDratio 1.000 sc o
gstab 0.000500 we2 200.0
DECOUPLER #c2 o
an c13 va 214 ‘
™ non th 2
ai cdc av
.
5
6
=
8

F1 (ppm)
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117D-1 €133 4-IX

expd3  geoSY
SAMPLE FLAGS
date Sep 9 2015 hs on
solvent acetone sspul y
sample hsglvl 6120
ACQUISITION SPECIAL
v 5208.3 temp not used
at 0.150 gain 42
np 1562 spin 0 {
Y 4000 P2 PROCESSING F2
58 32 sb -0.075 (ppm)
a1 1.000 sbs not used
nt 8 fn 2048
20 n
1 5208.3 sbl -0.025
ni 256 sbsl not used 0.8
a2 0 procl 1p
PRESATURATION o1 2048
satmode n DISPLAY
wet. n sp 347.8
TRANSKITTER wp 1012.2
tn H spl 342.8
sfrq 599.901 wpl 3351.8 1.0
tof 4555 rfl 99.7
tpwr 58 rfp °
v 9.600 rfll 99.7 1 4 Py
GRADIENTS rfpl [ g ] po°
grlvie 5102 PLOT
gtE 0.001000 we 250.0 l
EDratio 1.000 sc o 1.2 ' m
gstab 0.000500 we2 200.0 é |
DECOUPLER scz o |
an c13 vs 214
an nan  th 2
ai cde av
1.4
@ g
1.6 @
o
1.87]
2.07
2.2

Fl1 (ppm)
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Figure S21 NOESY of 4

117D-1 €133 4-IX

expdd  NOESY
SArLE
date Sep $ 2015
sclvent  acetone
sample
ACQUISITION
-~ 5230.1
at 0.150
op 1570
©® 4000
. 32
a 1.300
ot 16
2D ACQUISITION
1 5230.1
ol 256
TRANSNITTER
ta "
atrq $99.501
tot 4667
tpwr 58
I 5.600
nOESY
pre] 0.800
PRESATURATION
satmode n
wet n
DECOUPLER
dn c13
dm non

PLAGS
he an
sepul y
PPGElg y
hsglvl 6120
SPECIAL
temp not used
gain 42
spin °
P2 PROCESSING
9t 0.060
gts not used
o 2048
¥1 PROCESSING
ef1 0.030
gts1 not used
procl 1p
tn1 2048
DISPLAY
» 332.3
e 4729.6
=1 3323
wp1 47449
rfl 81.4
wtp 0
re11 8.4
repl °
PLOT
wo 200.0
s 0
we2 200.0
sc2 0
ve 214
th 2
ai cdc ph

;

- 3

F2
(ppm)

F1 (ppm)
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117D-1 C133 4-IX
expdd NOESY
SAMPLE

date Sep § 2015
solvent acetone

FLAGS
hs nn
sspul y
PPGElg y
heglvl 6120
SPECIAL
temp not used
gain 42
spin 0
F2 PROCESSING
gt 0.060
gfs not used
fn 2048
Pl PROCESSING
gf1 0.030
gfsl not used
procl 1p
fnl 2048
DISPLAY
» 388.5
wp 934.
spl 378.2
wpl 944.9
rfl 1.4
rtp [}
rfll 1.4
repl 0
PLOT
we 200.0
sc o
we2 200.0
sc2 o
ve 214
th 2
ai cdc ph
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Figure S22 HMQC of 4

117D-1 €133 4-IX

expd5  gHSQCAD

SAMPLE
date Sep § 2015
solvent  acetone
sample
ACQUISITION
- 5230.1
at 0.150
np 1568
©® 4000
= 32
a1 1.500
ot 2
2D ACQUISITION
1 27453.7
ni 512
phase arrayed
PRESATURATION
satmode B
wet n
TRANSMITTER
o HL
strq 599.501
tof -466.7
tpwr s8
1 9.600
DECOUPLER
an c13
dof -1322.6
am any
decwave W40 OnePro-
be
dmf 3sose
dpwr 39
pwxlvl 9
pex 9.100
HSQC
Jixh 146.0
nullflg y
mult 2
ADIABATIC
pwx180ad OneProbe -
24300
pwx180adR OneProbe-
_ad300R
pwx180 400.0
pxlviiso 54
pwx180ref OneProbe-
_ref200
pwx180r 1998.8
pwxlv1180r 4s

PLAGS ACQUISITION ARRAYS
ha sn  array phase
sspul y arraydim 1024
PPGElg y
hsglvl 6120 i phase
SPECIAL 1 1
temp not used 2 2
gain 38
spin °
GRADIENTS
grlviz 5102
gtE 0.002000
Ebratio 3.977
gatab 0.000500
2
Ty 0.30
gt 0.070
gts not used
o 4096
F1 PROCESSING
1 0.32
gf1 0.008
gfsl not used
procl 1p
fn1 2048
DISPLAY
» 227.6
w5 3893.6
sp1 1563.0
wpl 15008.5
1 81.4
rfp 0
rfl1 10886.3
rpl 10270.8
PLOT
we 250.0
sc 0
we2 200.0
sc2 °
vs 2137
th 2
ai cdc ph
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117D-1 C133 4-IX

expdS gHSQCAD
SAMPLE FLAGS
date Sep § 2015 hs nn
solvent acetone sspul Yy
sample PPGElg y
ACQUISITION hsglvl 6120
v 5230.1 SPECIAL
at 0.150 temp not used
np 1568 gain 38
b 4000 spin [
o 32 GRADIENTS
a1 1.500 gszlvie 5102
nt 2 gtm 0.002000
2D ACQUISITION EDratio 3.977
awl 27453.7 gstab 0.000500
ni 512 ¥2 PROCESSING
phase arrayed 1b 0.30
PRESATURATION gt 0.070
satmode n gfs not used
wet n fn 4096
n
to H1 1b1 0.32
sfrq 599.901 gfl 0.00%
tof -466.7 gfsl not used
tpwr 58 procl 1p
| o 9.600 fnl 2048
DECOUPLER DISPLAY
dan C13 sp 370.6
dof -1322.6 wp 1006.2
dn nny spl 1904.7
decwave W40 OnePro- wpl 4959.9
be rfl B1.4
dmt 35088 rfp o
dpwr 39 rfll 10886.3
pwxlvl 59 repl 10270.8
px 9.100 PLOT
HSQC we 250.0
jixh 146.0 sc 0
nullflg y we2 200.0
mult 2 sc2 °
ADIABATIC ve 2137
pwx180ad OneProbe - th 2
ad300 ai cde ph
pwx180adR OneProbe-
_ad300R
Ppwx180 400.0
pwxlvl18o 54
pwx180ref OneProbe-
_ref200
Ppwx180r 1998.8
pwx1v1180r '

array phase
arraydim 1024
1 phase
1 1
2 2

Qs
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Figure S23 HMBC of 4

117D-1 €133 4-IX

expd€  GHMBCAD
SAwPLE PLAGS ACQUISITION ARRAYS
date  Sep 10 2015 hs an  array phase
solvent  acetone sspul y  arraydim 1024
sample PrGElg y
AcQuISITION hsglvl 6120 1 phase
e 5230.1 SPECIAL 1 1 _ ._ Ll
at 0.150 temp not used 2 2
op 1568 gain 1)
0 4000 spin 0 F2
. 32 GRADIENTS (ppm)
a 1.500 grlvil 510 °
at 64 gt1 0.002000
2D ACQUISITION  grlvld 1530 U i SO -
vl 36185.1 gt3 0.001000 = -
nd 512 gstab 0.000500 b e 3
phase arrayed P2 PROCESSING o
PRESATURATION b -0.075 P
satmode n  sbs not used
wet n fn 4096
n 2 @
ta . gfl 0.005
strq 599.501 gfel not used
tot -466.7 procl 1p
tpwr 58 fal 2048
v 9.600 DISPLAY
DECOUPLER » 128.0
dn €13 wp 5002.8 3
dot 3051.1 spl 1330.7
an oo wpl 30825.8
decwave W40 OnePro- rfl 81.4 @ ~ t -
be rtp o Nia x e =
dnt 35088 rfll 32040.3
apwr 35 repl 31426.7 .
pwxlvl 59 PLoT
pvx 9.100 we 250.0
HMBC sc o
Jixn 146.0 we2 200.0
Jnxh 8.0 me2 °
ADIABATCIC ve 2137
pwx180ad OneProbe - th 2 5
24300 ai cde av
pwxlv1180 54
pex180 400.0

|

e

200 180 160 140 120

F1 (ppm)
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117D-1 C133 4-1X

expd6 gHMBCAD
SAMPLE PLAGS
date Sep 10 2015 hs nn
solvent  acetone sspul y
sample PFGElg y
ACQUISITION haglvl 6120
- 5230.1 SPECIAL
at 0.150 temp not used
op 1568 gain 18
1 4000 spin 0
s 12 GRADIENTS
a1 1.500 gzlvil 510
ot 64 gt1 0.001000
2D ACQUISITION  gzlvll 1530
swl 36199.1 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING
PRESATURATION sb -0.075
satmode n sbs not used
wet n fn 4036
n
ta 1 gfl 0.005
sfrq 599.501 gfsl not used
tot -466.7 procl 1p
tpwr 58 fnl 2048
o 9.600 DISPLAY
DECOUPLER - 380.8
dn c13 wp 978.1
dot 3051.1 spl 2320.5
dm non  wpl 10145.6
decwave W40 OnePro- rfl 81.4
be rfp ]
dmé 35088 rfll 32040.3
dpwr 39 repl 31426.7
pwxlvl 59 PLOT
pwx 9.100 wc 250.0
HMBC sc
jixh 146.0 we2 200.0
jnxh 8.0 mc2
ADIABATCIC vs 2137
pwx180ad OneProbe - th 2
ad300 ai cdc av
pexlv1180 54
pwx180 400.0

ACQUISITION ARRAYS

array phase
arraydim 1024
i phase
1 1
2 2
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117D-1 C133 4-IX

expd6 gHMBCAD

SAMPLE

FLAGS

date Sep 10 2015 hs an
solvent acetone sspul Y
sample PPGElg ¥
ACQUISITION heglvl 6120
- 5230.1 SPECIAL
at 0.150 temp not used
np 1568 gain 38
n 4000 spin )
ss 32 GRADIENTS
a1 1.500 gzlvll 510
nt 64 gt1 0.001000
2D ACQUISITION gzlvl3 1530
swl 36195.1 gt3 0.001000
ni 512 gstad 0.000500
phase arrayed P2 PROCESSING
PRESATURATION sb -0.075
satmode n  sbs not used
wet n fn 4096
n
tn H1 gfl 0.005
sfrq 599.501 gfsl not used
tof -466.7 procl 1p
tpwr 58 fnl 2048
o 9.600 DISPLAY
DECOUPLER p 375.7
dan Ci3 wp 993.4
dot 3051.1 spl 1401.4
dm non  wpl 30684.4
decwave WAO OnePro- rfl B1.4
be rfp )
dmt 35088 rfll 32040.3
dpwr 39 rfp1 31426.7
prexlvl 59 PLOT
pwx 9.100 we 250.0
EMBC sc o
Jixh 146.0 we2 200.0
nxh 8.0 mc2 o
ADIABATCIC vs 2137
pwx180ad OneProbe - th 2
ad300 ai cdc av
pwxlvl180 54
Ppwx180 400.0

ACQUISITION ARRAYS

array phase
arraydim 1024
4 phase
1 1
2 2
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Figure S24 FABMS of 4

[ Elemental Composition ] Page: 1
Data : 1601030 Date : 12-Jan-2016 16:47

Sample: 117D-1 C133-4-IX

Note : Matrix; NBA

Inlet : Direct Ton Mode : FAB+

RT : 7.66 min Scan#: (40,45)

Elements : C 30/20, H 35/25, N 3/0, O 6/0

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

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

Observed m/z Int%  Err[ppm / mmul U.S. Composition
398.2332 100.0 +0.1 / +0.0 9.5 C24 H32NO 4
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[ Mass Spectrum ]

Data : 1512135

Sample: 117D-1 Ci133-4-IX
Note : Matrix:; NBA

Inlet : Direct

RT : 1.38 min Scan#
BP : msz 398.0000 Int.

Date

22-Dec-2015

Ion Mode : FAB+
Spectrum Type : Normal Ion [MF-Linear]
t12,22)-k(132,42))1k=1.8]

187 .67

Output m7z range : 20,2000 to 1000.0200
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