Supplementary Materials for

Access to new cytotoxic triterpene and steroidal acid-TEMPO
conjugates by Ugi multicomponent-reactions

Table S1. Numerical values of EPR charactersitics (Ais, and tc (ns)) for the nitroxide conjugated
compounds, obtained by simulations.

Compound tc(ns) Aiss(MHz)
6 1,10 45,33
7 1,39 45,33
8 2,00 47,33
9 2,52 47,33
10 2,00 47,67
11 2,28 47,67
12 2,44 45,33
14 1,30 45,33
16 1,93 45,33
17 2,07 45,33

18 2,68 45,33
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Figure S2. '"H NMR (600 MHz, CDCls) spectrum of compound 6.

00

OENANNOOONIWLWWY YOO N TQADTEINLONNOOANOAANLO T L T OW
GggANINRAQRROANNMNNRNNONQRANATNAHOOANCOYTNNACQOOMANTN
ROLSUUSFYTMHMSoSaNWEWERN BONGGFNNNATRRBONW LW LS N®S T
SARNLOLOONDONNYT T T[T AAAMAMMNNNMNMNNNNNNNNNN A A A
n ——————————————— i —— s i

3 5
N R
(IDH
f N
@]
fTNJLNk
o H
)
36.5 | Zé.S | 2é.5 | 2".5 | Zé.f Zé.S | 2“1.5
f1 (ppm)
<@ i‘/‘\e’
égi&ﬁ Sb
~ S T ‘
v v | ‘ T
) > | e v T

230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O -10
f1 (ppm)

Figure S3. *C NMR (151 MHz, CDCls) spectrum of compound 6.
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Figure S4. RP-HPLC chromatogram of compound 6 a) 210 nm, b) 215 nm.
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Figure S5. '"H NMR (600 MHz, CDCls) spectrum of compound 7.
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Figure S6. °C NMR (151 MHz, CDCl;) spectrum of compound 7.
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Figure S7. RP-HPLC chromatogram of compound 7 a) 210 nm, b) 215 nm.
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Figure S8. '"H NMR (600 MHz, CDCls) spectrum of compound 8.
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Figure S9. *C NMR (151 MHz, CDCls) spectrum of compound 8.
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Figure S10. RP-HPLC chromatogram of compound 8 a) 210 nm, b) 215 nm.
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Figure S11. "H NMR (600 MHz, CDCls) spectrum of compound 9.
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Figure S12. >*C NMR (151 MHz, CDCl;) spectrum of compound 9.
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Figure S13. RP-HPLC chromatogram of compound 9 a) 210 nm, b) 215 nm.

S9



S10

-10

f1 (ppm)

re 99°CT
€9°£T1
n 20°02
G Viyad
[T€T
o oLz
A Y9z
-
62°8C L
n 1982t
ro 95°0€ ¢
. |
e f
. ek
FS (4
e
8L VM%
" = 1T°S€E
o4 PE'SE
Jur e — wn.mm;
£6'¢ k) g
ﬂrb . =t 15T ”
— 5167 o g wk 2
_ WL S6'TH
- by - S) ] &
: =% 66'TH =
1°1¢ .ou | g
10 g 559 | z
4 e 96'9% @
g ) ol
14 - Ly
) h 4578 S 9T'6t |
. 80 o F el
: w o M g g Nm.om;
. = 2 TL°1S
. g S F .
. ¥'65
. LLQ & 3 .Do;
zgg 0 2 8r°0%]
) »mm.ﬁ o~ 7 7’89
: ~ rm.qi
o
. i .
. | M m 00°€L
i @)
n -
“ G
. J S0
T N 7 197 © W
. N 9T < S
e Ay D
ON.H N
08'T L % a4
[4:0 >
81 5 Z
€0 L < an
12| o -
08°€ | s
z8€ 0
< | F g 7))
£8°c | ©
€8¢ | m.
vm.m; L <2 g0
S6°E (o] o -
[

Phenylhydrazine

peaks
T T T T T

230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O

Figure S15. >°C NMR (151 MHz, CDCls) spectrum of compound 10.
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Figure S16. RP-HPLC chromatogram of compound 10 a) 210 nm, b) 215 nm.
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Figure S17. >°C NMR (151 MHz, CDCl;) spectrum of compound 11.
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Figure S18. °C NMR (151 MHz, CDCls) spectrum of compound 11.
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Figure S19. RP-HPLC chromatogram of compound 11 a) 210 nm, b) 215 nm.
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Figure S20. '"H NMR (400 MHz, DMSO-dj) spectrum of compound 12.
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Figure S21. *C NMR (101 MHz, DMSO-ds) spectrum of compound 12.
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Figure S22. RP-HPLC chromatogram of compound 12 a) 210 nm, b) 215 nm, c¢) 254 nm.
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Figure S24. °C NMR (101 MHz, DMSO-ds) spectrum of compound 14.
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Figure S25. RP-HPLC chromatogram of compound 14 a) 210 nm, b) 215 nm.
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Figure S26. 'H NMR (400 MHz, DMSO-d6) spectrum of compound 16.
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Figure S27. °C NMR (101 MHz, DMSO-ds) spectrum of compound 16.
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Figure S28. RP-HPLC chromatogram of compound 16 a) 210 nm, b) 215 nm.
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Figure S29. '"H NMR (400 MHz, DMSO-d6) spectrum of compound 17.
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Figure S30. *C NMR (101 MHz, DMSO-d;) spectrum of compound 17.
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Figure S31. RP-HPLC chromatogram of compound 17 a) 210 nm, b) 215 nm.
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Figure S32.'H NMR (400 MHz, DMSO-d6) spectrum of compound 18.
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Figure S33. °C NMR (101 MHz, DMSO-ds) spectrum of compound 18.
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Figure S34. RP-HPLC chromatogram of compound 18 a) 210 nm, b) 215 nm.
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