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Copies of NMR ('H and *C) and HRMS spectra:
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Archive directory:
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Sample directory:
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Figure S1. 'H NMR spectra of the product of entry 1 in table 2
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Figure S2. 3C NMR spectra of the product of entry 1 in table 2
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Figure S3. HRMS spectra of the product of entry 1 in table 2
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Figure S4. 'H NMR spectra of the product of entry 2 in table 2
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Figure S5. 3C NMR spectra of the product of entry 2 in table 2
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Figure S6. HRMS spectra of the product of entry 2 in table 2

S4



STE-PRMCOMNE T-OL
wxpl  szpul .

" BPECIAL
teap not

3 used
solvent cOC13  gain AOT U
Tile exp  spin ot
ACQUISITION hst -
6308.8 1
at 1ae st
n
1 not used 11 (@]
s in
lt l.l_;; =|I
“ =
ct 32
TRANSHITTER b P h ~ /\/O H
T H.
atrq 29385 N N
:bf 3"5: p H H
or
p: 7.550 1
DECDUPLER rtp
an €13 #p
dot 1
L] nnn
dem C W
dpur 4t 5c ]
anf 17100 6 50
th 7
na cdc  ph
\ L
T T T T T T T T T T T A
10 ] 8 7 6 5 a 3 2 1 0 ppe
w [ W [
6.96 9.63 17.69
41.49 5.57 18.57

Figure S7. '"H NMR spectra of the product of entry 3 in table 2
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Figure S8. 3C NMR spectra of the product of entry 3 in table 2
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Figure S9. HRMS spectra of the product of entry 3 in table 2

BTK-PTHETHNHZ
exp1 szpul
SAMPLE SPECTAL
np

f11e /export/home/~
mercury/BTK-PTHETH~

2
ACQUISITION
sw 6389.8
at 1,998
n 23528
Tl not used
:’
1 1.000
nt a2 h
ct 3
TRANSMITTER
tn O
sfra 393,853 w
tof 2.8
tpwr 52
4 7.
DECOUPLER OH
i cL N
ot [
de nnn
dum c
dpur 4 th
duf 17100 nm cdc ph
J
| 1 i
‘ |
“‘U R J il
; : : ] . e s g e g . . S
11 10 9 8 7 [ 5 4 3 2 1 0 ppm
.
13.88 32,48
14,55 -

Figure S10. '"H NMR spectra of the product of entry 4 in table 2
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Figure S11. 3C NMR spectra of the product of entry 4 in table 2
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Figure S12. HRMS spectra of the product of entry 4 in table 2
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Figure S13. '"H NMR spectra of the product of entry 5 in table 2
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Figure S14. 3C NMR spectra of the product of entry 5 in table 2
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Figure S15. HRMS spectra of the product of entry 5 in table 2
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Figure S16. '"H NMR spectra of the product of entry 6 in table 2
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Figure S17. 3C NMR spectra of the product of entry 6 in table 2
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Figure S18. HRMS spectra of the product of entry 6 in table 2
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Figure S20. '"H NMR spectra of the product of entry 7 in table 2
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Figure S22. '"H NMR spectra of the product of entry 8 in table 2
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Figure S23. 3C NMR spectra of the product of entry 8 in table 2
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Figure S24. HRMS spectra of the product of entry 8 in table 2
S13



H
DL Ph N /k/OH .
\n/ N
H
O
e e S e B T —— T r LB e e B S e R B A
8 7 5 4 3 2 1 o
1 : PR TR W il P
seanans 2 EE-H- AR 3 RAAR = T RE
nooamne 8 & a8 - 5 m = GAmn G ©mAm
FULAR SEGTRNCE | bATA PROCESSTNG

Ralax. dalay 1.000 sas

Fules 45.0 degress
hog. time 2.561 mec

Width €399.0 Hs

32 vepstiticas

(CBSERVE M1, 3998509631

LT mies 33768
| fotal time 1 minubes

[ ————
CTemp. 315.0 C S 2901 K

Waroury-400 *IITG-ME*

Dk B~ LE-PR-0L-1 i

Specatos: chas |

Figure S25. '"H NMR spectra of the product of entry 9 in table 2
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Figure S26. 3C NMR spectra of the product of entry 9 in table 2
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Figure S27. 3C NMR expanded spectra of the product of entry 9 in table 2
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Figure S28. '"H NMR spectra of the product of entry 10 in table 2
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Figure S29. 3C NMR spectra of the product of entry 10 in table 2
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Figure S30. HRMS spectra of the product of entry 10 in table 2
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Figure S31. 'H NMR spectra of the product of entry 11 in table 2
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Figure S32. 3C NMR spectra of the product of entry 11 in table 2
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Figure S33. HRMS spectra of the product of entry 11 in table 2
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Figure S34. "H NMR spectra of the product of entry 12 in table 2
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Figure S35. 3C NMR spectra of the product of entry 12 in table 2
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Figure S36. HRMS spectra of the product of entry 12 in table 2
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Figure S37. '"H NMR spectra of the product of entry 13 in table 2
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Figure S38. 3C NMR spectra of the product of entry 13 in table 2
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Figure S39. HRMS spectra of the product of entry 13 in table 2
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Figure S40. "H NMR spectra of the product of entry 14 in table 2
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Figure S41. 3C NMR spectra of the product of entry 14 in table 2
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Figure S42. HRMS spectra of the product of entry 14 in table 2
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Figure S43. "H NMR spectra of the product of entry 15 in table 2
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Figure S44. 3C NMR spectra of the product of entry 15 in table 2
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Figure S45. HRMS spectra of the product of entry 15 in table 2

2 HPLC data for racemization studies:

HPLC profiles of Peptide alcohols, reverse phase, run time 20 min (linear gradient of 0 to 100%
CH;CN in H,0 with 0.1% formic acid)
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Figure S46 HPLC profile diagram of the product of entry 9 in table 2
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Figure S48 HPLC profile diagram of the product of entry 11 in table 2
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Figure S49 HPLC profile diagram of the product of entry 12 in table 2

Auto-Scaled Chromatogram

2671

4 N d

‘ T T | T T T | T T T ‘ T
10.00 12.00
Minutes

Area

% Area | Height

55936

0.29 10882

19481136

99.71| 1563010

T | T T | T T ‘ T T
14.00 16.00 18.00 20.00

Figure S50 HPLC profile diagram of the product of entry 13 in table 2
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Figure S52 HPLC profile diagram of the product of entry 15 in table 2
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Figure S54 HPLC profile diagram of peptide alcohol B (Figure 1)
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Figure S55 HPLC profile diagram of peptide alcohol C (Figure 1)

Mass spectr of A, B and C
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Figure S56 Mass spectra of peptide alcohol A (Figure 1)
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Figure S57 ESI-MS spectrum of the peptide alcohol B (Figure 1)
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Figure S58 ESI-MS spectrum of peptide alcohol C (Figure 1)



Spectra for chemoselectivity studies:
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Figure S59. '"H NMR spectra of compound Bz-Gly-Gly-OMe
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Figure S60. 3C NMR spectra of compound Bz-Gly-Gly-OMe
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Figure S61. '"H NMR spectra of compound N-(2-(diisopropylamino)-2-oxoethyl)benzamide
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Figure S562. 3C NMR spectra of N-(2-(diisopropylamino)-2-oxoethyl)benzamide
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Spectra for mechanism:
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Figure S63. 'H NMR spectra of compound Bz-Gly-OMe
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Figure S64. 3C NMR spectra of Bz-Gly-OMe
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Figure S66. 3C NMR spectra of Bz-Gly-NH, (Benzoylglycinamide)
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