Supplementary Information

Compound 1

Figure S1. MALDI TOF/TOF-MS spectrum of 1.
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Figure S2. 'H NMR spectra of 1.
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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Figure S3. °C NMR spectra of 1.
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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SpinWorks 3: L. Barisic 2603 50 mM
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Figure S4. "H NMR titration of compound 1 with DMSO in CDCl;.
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SpinWorks 3: L. Barisic 2603 CDCI3 + 10 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 20 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 30 uL DMSO

0.0000

1.2168 —

1.9840 —__

2.0454

2.4782——

3.8002
4.0358
4.0380

4.0419
4.0641
4.0663

~

4.3880
4.5692

4.5728

4.5750

4.5772
4.5809
4.6008
4.6531
4.7866
4.7888

5.3244

Vet

7.3655

8.3445 ——
8.5210 —

20 16 1.2 08 04 0.0

2.8 2.4

3.2

3.6

44 4.0

4.8

5.2

6.8 6.4 6.0 5.6

7.2

7.6

8.0

PPM



S19

SpinWorks 3: L. Barisic 2603 CDCI3 + 40 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 50 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 70 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 90 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 110 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 130 uL DMSO

0.0003 —

3.8133 —
3.8582
3.8698
3.8730
4.5497

1T~
4.5593
4.5630
4.5730
4.6466

4.7012
4.7633
5.3942 ——

7.6467 ——

8.6527 ——

) JL UJM MUJJUMML

J

)

0.0

0.4

1.2 0.8

1.6

2.0

2.8 2.4

3.6 3.2

4.4 4.0

5.2 4.8

6.8 64 6.0 5.6

84 80 7.6 7.2

PPM



S25

SpinWorks 3: L. Barisic 2603 CDCI3 + 180 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 280 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 430 uL DMSO
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SpinWorks 3: L. Barisic 2603 CDCI3 + 630 uL DMSO
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Figure S5. Variable-temperature 'H NMR spectra of 1.
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SpinWorks 3: L. Barisic 2603 45 C
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SpinWorks 3: L. Barisic 2603 35 C
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SpinWorks 3: L. Barisic 2603 25 C
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SpinWorks 3: L. Barisic 2603 15 ¢C
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SpinWorks 3: L. Barisic 2603 5 C
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SpinWorks 3: L. Barisic 2603 -5 C
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SpinWorks 3: L. Barisic 2603 -15 C
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Compound 2

Figure S6. MALDI TOF/TOF-MS spectrum of 2.
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Figure S7. 'H NMR spectra of 2.
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SpinWorks 3: L. Barisic 2604_CDCI3
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SpinWorks 3: L. Barisic 2604_CDCI3
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Figure S8. °C NMR spectra of 2.
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Figure S9. 'H NMR titration of compound 2 with DMSO in CDCls.
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 10uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 20uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 30uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 40uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 50uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 70 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 90 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 110 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 130 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 180 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 280 uL DMSO

0.0000 —

2.5640

5.4868

7:3886 —

S MWWLWMML

M

PPM

0.0

28 24 20 16 1.2 08 04

3.2

3.6

4.0

6.8 64 60 56 52 48 4.4

7.2

7.6



S62

SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 430 uL DMSO
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SpinWorks 3: L. Barisic 2604 25 mM CDCI3 + 630 uL DMSO
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Figure S10. Variable-temperature 'H NMR spectra of 2.
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SpinWorks 3: L. Barisic 2604 45 ¢C
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SpinWorks 3: L. Barisic 2604 15 C
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Compound 3

Figure S11. MALDI TOF/TOF-MS spectrum of 3.
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Figure S12. '"H NMR spectra of 3.
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SpinWorks 3: L. Barisic 2601 -45 @C
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SpinWorks 3: L. Barisic 2601 -45 @C

906L°€
S8/4L°€

\/U\/

846°0
6€6'T

T | T | T | T | T | T | T | T | T | T | T | T | T | T
PPM 3.840 3.830 3.820 3.810 3.800 3.790 3.780 3.770 3.760 3.750 3.740 3.730 3.720



S79

SpinWorks 3: L. Barisic 2601 -45 C

3.2567 —

3.2736 ——

3.2861 ——

3.3024 —

3.4236 ——

3.4369 ——

3.4493 ——
3.4527 —

3.4727 —

3.4892 ——

3.5020 —

3.5167 ——

3.6026 —
3.6082 —
3.6150 —
3.6200 —
3.6253 —
3.6321 ——
3.6378 —

0.697

0.696

0.362

0.350

3.64 3.62 3.60 3.58 3.56 3.54 3.52 3.50 3.48 3.46 3.44 3.42 3.40 3.38 3.36 3.34 3.32 3.30 3.28 3.26 3.24

PPM



S80

SpinWorks 3: L. Barisic 2601 -45 C

2.2336 ——

2.2394 —
2.2404 —
2.2448 ——
2.2466 —
2.2502

2.2609 —

2.3984 ——

2.4121 —
2.4166 ——

0.346

0.312

0.703

2.40 2.38 2.36 2.34 2.32 2.30 2.28 2.26 2.24 2.22 2.20 2.18 2.16

2.42

PPM



S81

SpinWorks 3: L. Barisic 2601 -45 @C

1.8377

1.8501

1.8577

1.8619

1.8695

1.8815

1.8895

1.9020

1.9316

1.9373
1.9407

1.9578

1.9779

0.626

2.066

1.98 1.96 1.94 1.92 1.90 1.88 1.86 1.84 1.82 1.80

2.00

PPM



S82

SpinWorks 3: L. Barisic 2601 -45 @C

cE8Y'T
6EYY'T

\r//é

996{

7l 0s0°€

[ ' [ ' [ ' [ ' [ ' [ [ ' [ ' [ ' [ '
PPM  1.500 1.490 1.480 1.470 1.460 1.450 1.440 1.430 1.420 1.410



S83

Figure S13. °C NMR spectra of 3.
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Figure S14. "H NMR titration of compound 3 with DMSO in CDCls.
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SpinWorks 3: L. Barisic 2601 25 mM + 280 uL DMSO

0.0001

1.2522
1.2626
1.3767
1.4031
1.4044
1.4063
1.4086
1.4100
1.4145
1.4153

f—

14448

i.0868
20308

2.5683

7.8767

o —
9.1038

0.4 0.0

1.2 0.8

1.6

2.8 24 2.0

3.6 3.2

84 80 76 7.2 68 64 6.0 56 52 48 44 4.0

PPM



S102

SpinWorks 3: L. Barisic 2601 25 mM + 430 uL DMSO

0.0000

1.2503 —
1.3578 —
1.4320 —
1.4537 —
1.9882
l
B

=

1.9912
1.9925

=

1.9934

1.9947
1.9959 —|
1.9977 —|
1.9991 —

2:008% —

2.5528

WO
UININN
N ONO
wWoOwo

8.0064

MUJ\W M

1.2 0.8 04 0.0

1.6

6.4 6.0 56 52 48 44 40 3.6 3.2 28 24 2.0

7.6 7.2 6.8

8.8 8.4 8.0

PPM



S103

SpinWorks 3: L. Barisic 2601 25 mM + 630 uL DMSO

-0.0001

2.5439

4080
3.7344

44074 —
4.530%
4.6400
4.6417
4.6438
4.6520
4.6536
4.6624
4.6639
4.6733
4.7026
4.7559
4.7571

W

8.0977

JWM LM/\/U“ |

9.1884
91912 —/—

92656

0.0

0.8 0.4

1.6 1.2

2.0

2.8 24

84 80 76 72 68 64 60 56 52 48 44 40 3.6 3.2

8.8

PPM



S104

Figure S15. Variable-temperature 'H NMR spectra of 3.
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Compound 4
Figure S16. MALDI TOF/TOF-MS spectrum of 4.
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Figure S17. '"H NMR spectra of 4.
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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Figure S18. °C NMR spectra of 4.
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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SpinWorks 3: L. Barisic 2602 50 mM
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Figure S19. "H NMR titration of compound 1 with DMSO in CDCls.
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SpinWorks 3: L. Barisic 2602 CDCI3 + 10 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 20 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 30 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 40 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 50 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 70 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 90 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 110 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 130 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 180 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 280 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 430 uL DMSO
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SpinWorks 3: L. Barisic 2602 CDCI3 + 630 uL DMSO
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Figure S20. Variable-temperature 'H NMR spectra of 4.
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SpinWorks 3: L. Barisic 2602 45 ¢C
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SpinWorks 3: L. Barisic 2602 35 C
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SpinWorks 3: L. Barisic 2602 25 ¢C
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SpinWorks 3: L. Barisic 2602 15 ¢C
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SpinWorks 3: L. Barisic 2602 5 C
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SpinWorks 3: L. Barisic 2602 -5 C
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SpinWorks 3: L. Barisic 2602 -15 ¢C
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Figure S21. CheckCIF_PLATON report of compound 3.

checkCTE/PLATON report
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“ alert level C
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0 ALERT lavel A - Most likaly & sarisus probles - resalve or explain

0 ALERT level B - A potentislly saricus problem, consider carefully

10 ALERT lavel € - Check. Emsurs i1¢ 18 pot caused by an omisalon or ovarslght
8 ALERT level & - Ceraral information/chack it is npot sossching unaxpectaed

5 ALERT typa 1 CIF cosstroction/syntax error, inconsistent or missing data
2 ALERT typa 2 Indicator thar tha structure modol may ba wrong or daficiant
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Publication of yoor CIF

Youn chould attempt to resalve as many a5 possible of the alers in all categories. Often the minor
aleris point to easily Gxed oversights, ermors and omdssions in your CIF or refinement sirategy, so
attention to these fine detmils can be worthwhile. In order to resobre some of the more serions
problems it may be necessary to camy out addinonal measarements or somacmre refinements.
However, the namre of your smdy may justify the reporied deviations Som journal submission
requirements and the more serious of these should be commented upon in the discussion or
experimental section of 3 paper or in the "special_details” fields of the CTF. checkCIF was
carefully designed to identify outliers and wmisual parameters, but every test has its imitations and
alerts that are not mportant in 8 parioolar case may appear. Comversely, the absence of alerts does
not guaranies there are no aspects of the resnls needing amention. It is up to the mdicideal 1o
crtically assess their own resulis and, if necessary, seek expert advice.

If you wish to submit your CIF for poblication in Acta Crysmallographica Section C or E, you
should upload your CIF via the web. If your CIF is to form part of 2 submission to another IUCT
jourmal you will be acked atther during electronic submission or by the Co-editor handling your
paper, to uplead your CIF via our web site.
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