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Figure S1. Crude *C NMR (101 MHz, CDCls) of thioacid TA-1 demonstrating complete conversion to

the thioacid (dc 199.3 ppm) after trityl deprotection. For reference, the thioester carbonyl of Fmoc-Phe-
STrt 1a is found at 6c 197.2 ppm [11].
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Figure S2. UV flow reactor set-up. Syringe pump with a 10 mL syringe containing the reaction mixture
was connected to FEP tubing (inner diameter 0.8 mm) coiled around a glass insert placed inside a
Luzchem photoreactor, LZC-EDU (110 V/60 Hz) containing 14 UVA lamps centred at 354 nm (left). The
terminus of the tubing was inserted into a glass vial outside the UV reactor for sample collection (right).
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Figure S3. '"H NMR (400 MHz, CDCls) of compound 1a.
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Figure S4. '"H NMR (400 MHz, CDCls) of compound 1b.
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Figure S5. '"H NMR (400 MHz, CDCls) of compound 1c.
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Figure S6. °C NMR (101 MHz, CDCIs) of compound 1c.
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Figure S7. '"H NMR (400 MHz, CDClIs) of compound 1d.
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Figure S8. '"H NMR (400 MHz, CDCls) of compound 1e.
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Figure S9. '"H NMR (400 MHz, CDCIs) of compound 1f.
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Figure S10. '"H NMR (400 MHz, CDCls) of compound 1g.
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Figure S11. '"H NMR (400 MHz, CDCls) of compound 1h.
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Figure S12. 3C NMR (101 MHz, CDCls) of compound 1h.
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Figure S13. '"H NMR (400 MHz, CDCls) of compound 1i.
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Figure S14. 3C NMR (101 MHz, CDCls) of compound 1i.
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Figure S15. '"H NMR (400 MHz, CDCls) of compound 1j.

10.0

S8



ﬂu‘.v 0.
60°€ FS
TTE
o€
8T°E [w©
12 5]
4%
sev
96 1 L2
ov't
Ty .
o s> -
£8'% ﬁ Fe
875 = 99
0€'s 1 J
61, L M
0z —
0z
TTLA 0 Ty — —
172 Fei
122
172
LA L2 e _
L \ = 60 ™M 909
€TL N\ = 001
mwmu n L9 — -
Fes c0r— _
sz
sz
9z IS)
T r<
LT \ —= F cor 8'€8 —
1z =
g7z AN = WS,NxM o
o] . =
oyl 5 = F o o 3 ..m
6T ﬁ rn & 5 9bIT
[ — ¥'STT
YELA f = W £€8°0 e mx 0'6TT
se | 0'0ZT
97 1 1 m X448
9e°L o 74
£ O v
o
8E'L Fo cm T'ser
8€'L Tser
8E'L O V74 >
. = .
ov'L n O e
Ly [© L
8L O s
157 ° O se
b ] B N bers
b 1 e
— L1zt et
957, | 1n .
sgel W —
Lot 2 W SN M 9'6pT
oL . o
wn.mV ~ p e (=] 9'GST —
o <
3 (] Feoo ~ m
sTey (o} f W 001 a4 o0
YT 23] - 2 -
5 % 2 2 :
7] A | /
O x T O x
- nm — -
o .
O
=z Ao =z
T n 93] w
3 [® ot o
=
€ 5 ) €
™ o Bp Cr— L
>

190 180 170 160 150 140 130 120 110 100 90 8 70 60 50
f1 (ppm)
S9

200

Figure S17. 3C NMR (101 MHz, CDCls) of compound 1k.
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Figure S18. '"H NMR (400 MHz, CDCls) of compound 2a.
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Figure S19. °C NMR (101 MHz, CDCls) of compound 2a.
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Figure S20. '"H NMR (400 MHz, CDCls) of compound 2b.
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Figure S21. 3C NMR (101 MHz, CDCls) of compound 2b.
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Figure S23. 3C NMR (101 MHz, CDCls) of compound 2d.
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Figure S24. '"H NMR (400 MHz, CDCls) of compound 2f.
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Figure S25. *C NMR (101 MHz, CDCls) of compound 2f.
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Figure S26. '"H NMR (400 MHz, CDCls) of compound 2g.
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Figure S27. 3C NMR (101 MHz, CDCls) of compound 2g.
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Figure S28. '"H NMR (400 MHz, CDCls) of compound 2h.
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Figure S29. 3C NMR (101 MHz, CDCls) of compound 2h.
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Figure S30. '"H NMR (400 MHz, CDCls) of compound 2i.
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Figure S31. *C NMR (101 MHz, CDCls) of compound 2i.
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Figure S32. '"H NMR (400 MHz, DMSO-ds) of compound 2j.
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Figure S33. 3C NMR (101 MHz, DMSO-ds) of compound 2j.
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Figure S34. '"H NMR (400 MHz, DMSO-ds) of compound 2k.
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Figure S35. *C NMR (101 MHz, DMSO-ds) of compound 2k.
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Figure S36. '"H NMR (400 MHz, CDCls) of compound 21.
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Figure S37. °C NMR (101 MHz, CDCls) of compound 21.
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Figure S38. '"H NMR (400 MHz, CDCls) of compound 2m.
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Figure S39. °C NMR (101 MHz, CDCls) of compound 2m.
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