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Figure S1. Analytical HPLC profile of compound 2
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Figure S2. Analytical HPLC profile of compound 8
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Figure S3. Analytical HPLC profile of compound 5
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Figure S4. Analytical HPLC profile of compound 3
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Figure S5. Analytical HPLC profile of compound 1 (fraction 1)
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Figure S6. Analytical HPLC profile of compound 1 (fraction 2)
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Figure S7. Picture of product largazole
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Figure S8. *H NMR Spectrum of 2 in CDCl3 (400 MHz) at 25 °C
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Figure S9. 3C NMR Spectrum of 2 in CDCls (100 MHz) at 25 °C
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Figure S10. *H NMR Spectrum of 18 in CDCls (400 MHz) at 25 °C
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Figure S11. 3C NMR Spectrum of 18 in CDCls (100 MHz) at 25 °C
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Figure S12. *H NMR Spectrum of 20 in CDCls (400 MHz) at 25 °C
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Figure S13. 3C NMR Spectrum of 20 in CDCls (100 MHz) at 25 °C
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Figure S14. 'H NMR Spectrum of 7 in D20 (400 MHz) at 25 °C

VARV I
0
\—OH
— + =
Cl H;,N/S / f
HS
7
B i J
77 :
ZI.5 ' 8I.0 ' 7I.5 ' 7I.0 ' 6I.5 ' 6I.0 ' 5I.5 ' 5I.0 ' 4I.5 ' I ' 3I.5 ' 3I.0 ' ZI.S ' 2I.0 ' 1I.5 ' 1I.0 ' OI.S ' 0I.0

4.0
f1 (ppm)

S15



Figure S15. 3C NMR Spectrum of 7 in D20 (100 MHz) at 25 °C
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Figure S16. *H NMR Spectrum of 23 in CDCl; (400 MHz) at 25 °C
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Figure S17. 3C NMR Spectrum of 23 in CDCl3 (100 MHz) at 25 °C
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Figure S18. *H NMR Spectrum of 24 in CDCls (500 MHz) at 25 °C
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Figure S19. 3C NMR Spectrum of 24 in CDCls (125 MHz) at 25 °C
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Figure S20. *H NMR Spectrum of 8 in CDCls (400 MHz) at 25 °C
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Figure S21. 3C NMR Spectrum of 8 in CDCls (100 MHz) at 25 °C
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Figure S22. *H NMR Spectrum of 5 in CDCls (400 MHz) at 25 °C
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Figure S23. 3C NMR Spectrum of 5 in CDCl3 (100 MHz) at 25 °C
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Figure S24. *H NMR Spectrum of (RS)-9 in CDCls (400 MHz) at 25 °C
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Figure S25. 13C NMR Spectrum of (RS)-9 in CDCls (100 MHz) at 25 °C
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Figure S26. *H NMR Spectrum of (R)-9 in CDCl3 (400 MHz) at 25 °C
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Figure S27. 13C NMR Spectrum of (R)-9 in CDCl3 (100 MHz) at 25 °C
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Figure S28. 'H NMR Spectrum of (S)-31 in CDCls (400 MHz) at 25 °C
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Figure S29. 13C NMR Spectrum of (S)-31 in CDCl3 (100 MHz) at 25 °C

[=Ne] n —
[N =] o~ < n o w ()] o] — wn
@ o = ~ “¥me A N = -
0 O (%] ~— — NN O — o [+*] —
— — — ONNN ~ < (2] (o]
\/ NS \ \
OAc O
N
OBu-t
(S)-31
il
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

S30



Figure S30. *H NMR Spectrum of (S)-9 in CDCls (400 MHz) at 25 °C
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Figure S31. 3C NMR Spectrum of (S)-9 in CDCl3 (100 MHz) at 25 °C
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Figure S32. *H NMR Spectrum of 33 in CDCl; (400 MHz) at 25°C
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Figure S33. 3C NMR Spectrum of 33 in CDCl3 (100 MHz) at 25 °C
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Figure S34. *H NMR Spectrum of 6 in CDCls (400 MHz) at 25 °C
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Figure S35. 3C NMR Spectrum of 6 in CDCls (100 MHz) at 25 °C
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Figure S36. *H NMR Spectrum of 4 in CDCls (400 MHz) at 25 °C
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Figure S37. 3C NMR Spectrum of 4 in CDCls (100 MHz) at 25 °C
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Figure S38. *H NMR Spectrum of 3 in CDCls (400 MHz) at 25 °C
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Figure S39. 3C NMR Spectrum of 3 in CDCls (100 MHz) at 25 °C

65°9T —
+6'8T —

wwye—

€Tve —

€0°0b ~
60Ty~
1€€h

€948 —

€€°TL~
¥8'9L

9T'LL V
8b'LL

PEY8 —

88°LTT —

SEVLT —

ELPET —

8E YT —

19'69T —
§6°£9T ~_

€6'89T —F
67°691 S
9eLT —

” _
_ \YI/
< =ZT
O )
I
prd O
s mo. \

T T T T T T T T T
180 170 160 150 140 130 120 110 100 90

T
190

f1 (ppm)

S40



Figure S40. *H NMR Spectrum of 1 in CDCls (600 MHz) at 25 °C
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Figure S41. 3C NMR Spectrum of 1 in CDCls (150 MHz) at 25 °C
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