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Synthesis and Structure-Activity Relationship of
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Pieter Leyssen and Johan Neyts

Table S1. Compound Purity by HPLC.

Compound Gradient A/B Purity (%) r (min)
3a 20:80 98.5 7.52
3b 20:80 99.0 8.02
3¢ 20:80 98.6 9.58
3d 20:80 98.8 8.55
3e 20:80 99.6 7.83
3f 20:80 99.4 8.61
3g 20:80 99.8 10.44
7a 20:80 98.0 6.37
7b 20:80 98.1 7.16
7c 20:80 99.0 8.19
7d 20:80 98.9 8.47
7e 20:80 99.3 6.85
9a 20:80 98.2 6.68
9b 20:80 98.7 6.87
9d 20:80 99.2 7.12
9e 20:80 98.6 7.45
9f 20:80 98.8 7.36
11b 20:80 98.3 7.59
11e 20:80 98.4 741
11 20:80 99.3 7.37

S1 of S21

Mobile phase: solvent A, acetonitrile; solvent B, H20; Detection Time: totally 20 min; Detection:

1254 nm; Column: Thermo 5 mm Hypersil ODS (250 x 4.6 mm D.I.); Flow rate: 0.80 mL/min.
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Figure S1. '"H NMR spectrum of compound 3a.
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Figure S2. 3C NMR spectrum of compound 3a.
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Figure S3. '"H NMR spectrum of compound 3b.
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Figure S4. 3C NMR spectrum of compound 3b.
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Figure S5. '"H NMR spectrum of compound 3c.
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Figure S6. °C NMR spectrum of compound 3c.
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Figure S7. 'H NMR spectrum of compound 3d.
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Figure S8. °C NMR spectrum of compound 3d.
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Figure S10. C NMR spectrum of compound 3e.
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Figure S11. '"H NMR spectrum of compound 3f.
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Figure S12. ®*C NMR spectrum of compound 3f.
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NMa-a~-Cl

3§ SRSTRSFE ngs

-
H5ah80 EEE

%
a
— .17
— 1

— ]
— 1
=
—

=
i H

Sxmrens: Bute I-——u

peos 0l

ﬂ" .
L i
Fi - MSRRadIlian FREERTEE
[ TS
Bt st
o G-
) it
- Reorh)
= wnr
= 1l
- B EE
i o PITRE
: 1 lllmu ey
- » ERE wass
- [T
" XL
= 2. seemmnds e
F] A R0 mas
LR L tbwwmes weq
L] ]

PV ) —
[ =1 ik
1} o e
®i L)
e 108 afRiees muy
P
]
L=
o
i
L
[ ] N
e A LAY
13 - Pressssioy permien
Lid LM €1 TRINE e
i L
anw o
a e T
[ 168 & b

= J “ l ‘ Jc
12 | TR

hna . v v e ety
T T T T T T nl T T T ) T T T T T T T L)
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 60 40 30 20 10 ppm

Figure S14. 3C NMR spectrum of compound 3g.
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Figure S16. °C NMR spectrum of compound 7a.
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Figure S17. '"H NMR spectrum of compound 7b.
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Figure S18. 3C NMR spectrum of compound 7b.
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Figure S20. *C NMR spectrum of compound 7c.
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Figure S22. 3C NMR spectrum of compound 7d.



Molecules 2016, 21, 228; d0i:10.3390/molecules21020228 S13 of S21

I \W @ WWWW 74

¥i - Acquieitios Facassters

Daks_ e ]
Time i
INETHR
rRORE  § e DL
UL yy
b ¥i ik
SOLYENT = a
= i
= -
e 6418, 3% Wx /
rites 0. 195423 ma
L] 2.5555048 mec
= .38 wrec
D& . 400 s 0O OMe
™ Mo.0 X
4 7.500000i0 mec 0
™ L
——— CHAMNEL 11
e
By -
L] 4901539015 e OMe
FZ = Frecessing peresetars
st 1650
i 408, 1500047 mmis
b L
£sh &
s 0.00 W
. ]
e 1.08
rd .f Ir I r
c
€ OH OH :
A
OH
[ p e ey """l""?""""‘I""""T'"""T'"""r"‘""l”’"“'T" vy 1 T . ' T
85 80 78 70 656 60 65 650 46 3 8 30 25 20 15 10 0S5 ppm

s APTPY
Figure S23. '"H NMR spectrum of compound 7e.

108 1mi =0 =0Ma

© 353 sams 2T §% 78 oaesnEss
-Egn | I\ TYY I 74
-
=% H
E.; B LI HI-.I-I
Pia Ty
L I-“m:
- B
=L o
g
e 1 3T N
- .I!ﬂ:w
I i
[} 1 OEMeeee sen
@i 0. OMTINE s
#“ 1"!'"!:—:
= -
=‘u ulnnul"-=
CrTeaL) L TERIT Y
ek 5.5 use
nr =340 &
Ay [Tt
i [LRLE ]
Lo 00, EARERI0 M
K~ Pussssssreg g .
‘l: l”']":‘gﬂ
b ¥ ]
by 588
S L
cd ef g OMe %
L L L
- | N

210 200 190 180 170 460 150 140 130 120 110 100

84
@
-
8 -
8
5
@
N
a
E

Figure S24. C NMR spectrum of compound 7e.
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Figure S27. '"H NMR spectrum of compound 9b.
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Figure S28. 3C NMR spectrum of compound 9b.
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Figure 529. '"H NMR spectrum of compound 9d.
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Figure S30. *C NMR spectrum of compound 9d.



Molecules 2016, 21, 228; doi:10.3390/molecules21020228 517 of S21

Y (] 1 TSR LRI YT T
| [ | ! A VY NP |
o £ & : 0
|3 s
T - c Lt“I\.I N b =
OMe
io S OMe _
- e OH OH
o 13 ppnm
| ‘
€] a I
h ‘
OH OH ||
A M oM AU e
] OH e =
' et S LB e U L RS T TR e
B5 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 0S pom
5 2 28 sss 2 iseas
- rir = i@ e ad v el Il femlee
Figure S31. '"H NMR spectrum of compound 9e
= ¥ -= =
| Vo |
o
N
HNI\l[ Y—s5
SN 7
b 0 OMe
HO Q Da
OH OH
» OMe
b
a . |
a J|

i T 1 v

70 60 50 40 30 20 10 ppm

T T 1
210 200 190 180 170 160 150 140 130 120 110 100 S0 @0

Figure S32. ®*C NMR spectrum of compound 9e.
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Figure S34. ®*C NMR spectrum of compound 9f.
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Figure S36. *C NMR spectrum of compound 11b.
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Figure 540. *C NMR spectrum of compound 11f.



