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NMR spectra ("H and *C) of all final compounds
Analytical HPLC purities of final compounds
Analytical HPLC traces of Compounds 45 and 58

HRMS of Compounds 45 and 58
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Table S1. Analytical HPLC purities of all final compounds.

HPLC HPLC
Compd tr Purity (%) Compd tr Purity (%)
(min) 254(nm) 280(nm) (min) 254(nm) | 280(nm)
13 13.348 96.91 96.67 34 14.132 96.77 95.40
14 12.186 97.67 95.75 35 13.815 96.58 95.75
15 12.770 98.63 97.99 36 14.042 97.28 95.081
16 13.245 99.72 97.20 37 13.955 95.75 95.11
17 13.491 95.95 95.00 38 13.755 97.10 96.13
18 13.569 96.03 95.18 39 13.090 99.29 96.92
19 14.350 97.72 96.62 45 14.322 99.31 98.40
20 13.476 96.91 97.12 48 12.877 97.20 95.81
22 14.535 96.57 95.73 49 14.355 97.01 95.87
23 13.946 96.28 95.36 50 13.253 95.38 95.01
24 12.590 99.30 97.46 51 12.306 97.35 96.93
25 13.035 98.26 95.60 52 13.004 95.01 95.01
28 14.049 98.29 96.17 53 13.829 97.11 96.82
29 12.981 98.71 95.06 54 14.206 95.66 95.86
30 13.090 99.29 96.92 55 14.447 98.82 95.27
31 14.411 97.64 96.59 56 14.721 99.23 97.33
32 14.057 97.91 96.55 57 15.108 99.64 99.64
33 13.989 99.26 98.21 58 13.557 99.50 98.44

HPLC purity determination for the target compounds

Method. Flow rate = 1.0 mL/min; gradient elution over 18 minutes, from 10% ACN-H20 to 95% ACN-H20 with 0.5%

HCOOH, 280 nm, 254 nm; InertSustain-C18 column (5 um 4.6x250 mm).

HPLC Traces for 45 (UV=254 nm)



2000-] PDA Multi 1 254nm, dnm
1500
1000 =
500
O‘ e — —
L e L By B R
0.0 9.5 5.0 7.5 10. 0 12.5 15.0 17.5
min
Peak Table
Peak Ret. time (min) Area Area (%)
1 14332 11279122 99.310
2 15.774 26585 0.234
3 16.754 51781 0.456
HPLC Traces for 45 (UV=280 nm).
AU
20007, PDA Multi 2 280nm, dnm
1500
1000 =
500~
R
L 1 B ) B R
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5
min
Peak Table
Peak Ret. time (min) Area Area (%)
1 14.332 9946552 98.397
2 15.774 162088 1.603

Method. Flow rate = 1.0 mL/min; gradient elution over 18 minutes, from 10% ACN-H:0O to 95% ACN-H:20 with 0.5%
HCOOH, 280 nm, 254 nm;

InertSustain-C18 column (5 pum 4.6x250 mm).

HPLC Traces for 58 (UV=254 nm)



2000 PDA Multi 1 254nm, 4nn|
1500 -
1000
500
] 2
: :
0
L T T T T T
0.0 2.5 5.0 10.0 12.5 15.0 17.5
min
Peak Table
Peak Ret. time (min) Area Area (%)
1 13.557 14408687 99.502
2 15.916 72043 0.498
HPLC Traces for 58 (UV=280 nm).
mAU
20007 PDA Multi 2 280nm, 4]
1500 -
1000
500
o g
0.0 2.‘ 5 5.|O 10‘. 0 12‘. 5 15‘. 0 17.5
Peak Table
Peak Ret. time (min) Area Area (%)
1 13.557 14464985 98.438
2 15.769 131683 0.896
3 15.916 97870 0.666

Method. Flow rate = 1.0 mL/min; gradient elution over 18 minutes, from 10% ACN-H:0 to 95% ACN-H:20 with 0.5%

HCOOH, 280 nm, 254 nm;

InertSustain-C18 column (5 pum 4.6x250 mm).

HRMS for 45.



Intens. +MS, 1.3-1.7min #(76-101)|
x105
1.0
081 4390386
0.6
0.44
4402412
0.24
441.2424 4433523
0.0 A
434 436 438 440 442 444 446 448 miz
Meas. m/z # Formula miz err  Mean rdb N-Ru e mSigm Std | Std Std | Std m/z
[ppm] err le Conf a Mean VarNorm Diff
[ppm] m/z
4392386
C29H31N202 439.2380 13 -05 15.5 ok even 653 0.0121 0.0008 0.0042 0.0017
HRMS for 58.
Intens. | +MS, 0.2-0.2min #(13-14)
x106]
H 4431181
441.1194
3‘
24
1 4424235 4441209
445.1181
D A
436 438 ' 442 444 446 448 450 T mz
Meas. m/z # Formula m/z err  Mean rdb N-Ru e mSigm Std | Std Std | Std m/z
[ppm] err le Conf a Mean VarNorm Diff
[ppm] miz
441.1194
1 C23H26BrN202 4411172 -5.0 -56 1.5 ok even 28.99 0.0262 0.0026 0.0095 0.0005

Std
Comb
Dev

0.4160

Std
Comb
Dev

0.7810



