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Table S1. 13C NMR data of the products 2 - 5 (DMSO-de, 303.2 K).

Comp. 2 3 4

nﬁ:tr:ar & m [ m [ m [ m
2 156.38 s 156.51 s 156.38 S 156.33 S
3 132.94 S 133.17 S 133.10 S 133.11 S
4 177.40 S 177.43 S 177.40 S 177.42 S
4a 103.86 S 103.96 S 103.85 S 103.86 S
5 161.29 S 161.33 S 161.23 S 161.19 S

6 98.79 d 98.76 d 98.74 d 98.74 d
7 164.17 s 164.24 s 164.23 S 164.12 S

8 93.58 d 93.62 d 93.52 d 93.50 d
8a 156.30 s 156.41 s 156.32 S 156.30 S
1 121.13 s 121.14 s 121.10 S 121.12 S
2 116.12 d 116.26 d 116.18 d 116.24 d
3 144.90 s 14491 s 144.88 s 144.85 S
4’ 148.51 s 148.60 s 148.56 s 148.53 S
5’ 115.20 d 115.23 d 115.18 d 115.22 d
6’ 121.47 d 121.57 d 121.51 d 121.52 d
1" 100.63 d 100.94 d 100.81 d 100.77 d
2" 74.02 d 73.98 d 73.97 d 74.02 d
3" 76.41 d 76.31 d 76.33 d 76.37 d
4" 70.08 d 69.87 d 70.03 d 70.04 d
5" 74.25 d 74.13 d 74.17 d 74.30 d
6" 63.74 t 63.45 t 63.18 t 63.37 t
1" 165.37 S 170.73 S 171.64 S 165.78 S
2" - - 39.95 t 34.91 t 117.58 d
3" - - - - 30.11 t 144.35 d
ipso 129.56 s 134.15 s 140.30 s 133.85 s
ortho 128.82 d 129.23 d 128.05 d 128.21 d
meta 128.48 d 128.21 d 128.21 d 128.88 d
para 133.07 d 126.73 d 125.94 d 130.40 d

m - the multiplicity of 13C NMR signals was resolved using multiplicity-edited gradient-
enhanced H-13C HSQC



Table S2. 'H NMR data of the products 2 - 3 (DMSO-de, 303.2 K).

Comp. 2
nﬁ::;r ) n m J [Hz] ) n m J [Hz]
2 R R - R - - - -
3 - - - - - - - -
4 - - - - - - - -
4a - - - - - - - -
5 - - - - - - - -
6 6.185 1 d 2.1 6.207 1 d 2.1
7 - - - - -
8 6.345 1 d 2.1 6.424 1 d 2.1
8a - - - - - - - -
1’ - - - - - - - -
2' 7.530 1 d 2.2 7.583 1 d 2.2
3’ - - - R - - - -
q' - - - - - - - -
5’ 6.787 1 d 8.0 6.860 1 d 8.3
6’ 7.514 1 dd 8.0,2.2 7.562 1 dd 8.3,2.2
1" 5.552 1 d 7.5 5.440 1 d 7.5
2" 3.34H 1 m - 3.300 1 dd 7.5, 8.6
3" 3.30" 1 m - 3.255 1 dd 8.6, 8.6
4" 3.26 " 1 m - 3.153 1 dd 9.6, 8.6
5" 3.458 1 ddd 9.2,6.7,2.3 3.327 1 ddd 9.6,6.4,2.1
6" 4.399 1 dd 11.8,2.3 4.197 1 dd 11.8,2.1
4.210 1 dd 11.8,6.7 3.966 1 dd 11.8,6.4
5-OH 12.613 1 S - 12.645 1 S -
7-OH 10.770 1 br.s. - 10.835 1 S -
3'-OH 9.267 1 br.s. - 9.206 1 S -
4'-OH 9.612 1 br.s. - 9.705 1 S -
2"-OH 5.387 1 br.s. - n.a. - - -
3"-OH 5.233 1 br.s. - n.a. - - -
4"-OH 5.198 1 br.s. - n.a. - - -
1”’ - - - - - - - -
- - - - - 3.402 1 d 15.5
- - - - 3.350 1 d 15.5
3”’ - - - - - - - -
ipso - - - - - - - -
ortho 7.687 2 m - 7.03H 2 m -
meta 7.338 2 m - 7.20H 2 m -
para 7.551 1 m - 7.19H 1 m -
H - HSQC readout; n.a. — not asssigned due to signal broadening of the hydroxyl signals
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Table S3. 'H NMR data of prepared compounds 4 - 5 (DMSO-ds, 303.2 K).

4 5
nﬁ::;r ) n m J [Hz] é n m J [Hz]
3 - - - - - - - -
a4 - - - - - - - -
4a - - - - - - - -
5 - - - - - - - -
6 6.154 1 d 2.1 6.107 1 d 2.0
7 - - - - - - - -
8 6.342 1 d 2.1 6.331 1 d 2.0
8a - - - - - - - -
1’ - - - - - - - -
2’ 7.544 1 d 2.3 7.551 1 d 2.2
3 R R R R R - - R
4 - - - - - - - -
5’ 6.838 1 d 8.0 6.830 1 d 8.4
6’ 7.530 1 dd 8.0,2.3 7.526 1 dd 8.4,2.2
1" 5.453 1 d 7.5 5.496 1 d 7.4
2" 3.29H4 1 m - 3.310 1 m -
3" 3.250 1 t 8.9 3.281 1 m -
4" 3.145 1 t 8.9 3.213 1 dd 9.5,8.9
5" 3.31H4 1 m - 3.405 1 ddd 9.5,6.7,2.2
" 4.184 1 dd 11.8,2.1 4.304 1 dd 11.8,2.2
6 3.919 1 dd 11.8,6.8 4.090 1 dd 11.8,6.7
5-OH 12.611 1 s - 12.608 1 s -
7-OH 10.781 1 br.s - 10.775 1 s -
3'-OH 9.221 1 br.s - 9.207 1 s -
4'-OH 9.674 1 br.s - 9.659 1 s -
2"-OH 5.354 1 br.s. - n.a - - -
3"-OH 5.156 1 br.s - n.a - - -
4"-OH 5.156 1 br.s - n.a - - -
1’" - - - - - - - -
2" 2.340 2 m - 6.343 1 d 16.0
3" 2.575 2 m - 7.413 1 d 16.0
ipso - - - - - - - -
ortho 7.017 2 m - 7.509 2 m -
meta 7.189 2 m - 7.416 2 m -
para 7.131 1 m - 7.419 1 m -

H - HSQC readout; n.a. — not asssigned due to signal broadening of the hydroxyl signals



Table S4. 13C NMR data of prepared compounds 6 - 11 (DMSO-ds, 303.2 K).
6 7 8 9 10 11
Atom [ m 8 m [ m ) m [ m ) m
number
2 156.22 s 156.17 S 156.47 S 156.43 S 156.39 S 156.39 s
3 132.96 S 132.99 S 133.42 S 133.11 S 133.15 S 133.12 s
4 177.37 s 177.27 S 177.31 S 177.42 s 177.37 S 177.38 s
4a 103.76 S 103.61 S 103.94 S 103.88 S 103.80 S 103.83 s
5 161.26 S 161.21 S 161.22 S 161.25 S 161.24 S 161.23 s
6 98.85 d 98.92 d 98.74 d 98.73 d 98.82 d 98.73 d
7 164.38 s 164.75 S 164.21 S 164.18 s 164.43 S 164.29 s
8 93.54 d 93.57 d 93.56 d 93.53 d 93.59 d 93.52 d
8a 156.31 S 156.32 S 156.34 S 156.34 S 156.37 S 156.34 s
1 121.06 s 121.03 S 120.96 S 121.11 s 121.09 S 121.08 s
2’ 116.04 d 115.98 d 115.81 d 116.19 d 116.16 d 116.17 d
3 14491 s 144.92 s 144.84 s 144.88 S 144.88 S 144.88 s
q' 148.53 s 148.59 s 148.54 s 148.54 S 148.57 S 148.56 s
5’ 115.19 d 115.18 d 115.32 d 115.18 d 115.17 d 115.16 d
6’ 121.49 d 121.52 d 121.89 d 121.51 d 121.51 d 121.51 d
1" 100.65 d 100.79 d 101.44 d 100.80 d 100.92 d 100.88 d
2" 74.01 d 74.03 d 74.09 d 73.97 d 73.99 d 73.98 d
3" 76.43 d 76.42 d 76.35 d 76.34 d 76.34 d 76.33 d
4" 69.98 d 70.08 d 69.56 d 70.02 d 69.99 d 69.97 d
5" 74.43 d 74.44 d 74.31 d 74.19 d 74.18 d 74.20 d
6" 63.29 t 63.50 t 63.22 t 63.07 t 63.03 t 63.05 t
1" 165.24 S 165.28 S 165.72 S 171.75 S 171.83 S 171.80 S
2" - - 120.40 s - - 35.36 t 35.24 t 35.36 t
3" - - 123.12 d - 29.34 t 29.50 t 29.79 t
4" - - 115.10 d - - - - 131.23 S 131.18 S
5" - - 151.44 S - - - - 118.66 d 120.17 d
6" - - 147.27 S - - - - 115.45 d 115.29 d
7" - - 112.34 d - - - - 143.42 S 144.68 s
8" - - - - - - - 144.98 S 147.35 s
9™ - - - - - - - - 115.58 d 112.29 d
ipso 120.20 s - - 119.37 S 130.40 s - - - -
ortho 131.11 d - - 108.63 d 128.93 d - - - -
meta 115.19 d - - 145.48 S 115.05 d - - - -
para 161.88 s - - 138.44 S 155.50 S - - - -
6""-MeO - - 55.45 q - - - - - - -
"_MeO - - - - - - - - - - 55.51 q

m - the multiplicity of 13C NMR signals was resolved using multiplicity-edited gradient-

enhanced H-13C HSQC
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Table S5. *H NMR data of prepared compounds 6 - 8 (DMSO-ds, 303.2 K).
Comp. 6 7 8
nﬁ:\)l?;r ) n m J [Hz] é n m J [Hz] ) n m J [Hz]
2 - - - - - - - - - - - -
3 - - - - - - - - - - - -
a4 - - - - - - - - - - - -
4a - - - - - - - - - - - -
5 - - - - - - - - - - - -
6 6.198 1 d 2.1 6.163 1 d 2.0 6.176 1 d 2.1
7 - - - - - - - - - - - -
8 6.355 1 d 2.1 6.327 1 d 2.0 6.360 1 d 2.1
8a - - - - - - - - - - - -
1’ - - - - - - - - - - - -
2’ 7.518 1 d 2.2 7.504 1 d 2.2 7.436 1 d 2.2
3’ - - - - - - - - - - - -
'y - - - - - - - - - - - -
6’ 7.518 1 d 2.2 7.504 1 d 2.2 7.436 1 d 2.2
1’ - - - - - - - - - - - -
5’ 6.789 1 d 8.2 6.766 1 d 8.4 6.724 1 d 8.4
6’ 7.528 1 dd 8.2,2.2 7.527 1 dd 8.4,2.2 7.570 1 dd 8.4,2.2
1" 5.558 1 d 7.6 5.535 1 d 7.6 5.434 1 d 7.5
2" 3.331 1 dd 8.8,7.6 3.318 1 dd 9.0,7.6 3.288 1 m -
3" 3.288 1| dd 8.8, 8.6 3.287 1 | dd 9.0, 8.5 3.288 1 m -
4" 3.237 1| dd 9.6, 8.6 3.232 1 | dd 9.6, 8.5 3.360 1| dd 9.7,8.3
5" 3.419 1 |ddd| 9.6,6.6,2.2 | 3.438 1 |ddd| 9.6,6.7,2.2 | 3.428 1 |(ddd| 9.7,4.5,2.0
" 4.358 1 dd 11.8,2.2 4.386 1 dd 11.8,2.2 4.257 1 dd 11.9,2.0
6 4.094 1 dd 11.8,6.6 4117 1 dd 11.8,6.7 4.169 1 dd 11.9,4.5
5-OH 12.626 - 12.582 1 S - 12.540 1 S -
7-OH n.a - - -
4'-OH 9.949 3 |brs - n.a - - -
3'-OH n.a - - -
2"-OH - Al A ) n.a e -
5.189 2 | brs
3”-OH - n.a - - -
4"-OH 5.351 1 |brs - n.a - - -
3" - - - - 7.179 1 dd 8.2,2.0 - - - -
4" - - - - 6.690 1 d 8.2 - - - -
7" - - - - 7.262 1 d 2.0 - - - -
ortho 7.559 2 m - - - - - 6.889 2 s -
meta 6.699 2 m - - - - - - - - -
5"-OH - - - - n.a. - - - - - - -
6""-MeO - - - - 3.696 3 s - - - - -
meta-OH - - - - - - - - n.a - - -
para-OH - - - - - - - - n.a - - -

n.a. - not assigned due to the broadening of the hydroxyl signals
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Table S6. 'H NMR data of prepared compounds 9 - 11 (DMSO-ds, 303.2 K).

Comp. 9 10 11
nﬁ:\)l?;r ) n m J [Hz] é n m J [Hz] 6H n m J [Hz]
3 - - - - - - - - - - - -
4 - - - - - - - - - - - -
4a - - - - - - - - - - - -
5 - - - - - - - - - - - -
6 6.167 1 d 2.1 6.168 1 d 2.1 6.154 | 1 d 2.1
7 - - - - - - - - - - - -
8 6.363 1 d 2.1 6.367 1 d 2.1 6.352 1 d 2.1
8a - - - - - - - - - - - -
1’ - - - - - - - - - - - -
2 7.540 1 m - 7.534 1 m - 7.537 1 m -
3’ R R R R R R R - - R R -
4 - - - - - - - - - - - -
5’ 6.835 1 d 8.0 6.828 1 m - 6.831 1 m -
6’ 7.530 1 m - 7.529 1 m - 7.530 | 1 m -
1" 5.444 1 d 7.4 5.415 1 d 7.6 5.436 1 d 7.6
2" 3.28H 1 m - 3.279 1 dd 9.0,7.6 3.285 1 m -
3" 3.26H1 1 m - 3.242 1 dd 9.0, 8.6 3.248 1 t 8.7
4" 3.143 1 m - 3.143 1 dd 9.8, 8.6 3.154 | 1 dd 8.7,9.8
5" 3.30H1 1 m - 3.308 1 ddd | 9.8,6.7,2.1] 3.320 | 1 | ddd | 9.8,6.7,2.2
" 4.175 1 dd | 11.8,2.0 | 4.166 1 dd 11.8,2.1 4.176 1 dd 11.8,2.2
6 3.913 1 dd | 11.8,6.8 | 3.924 1 dd 11.8,6.7 3.937 1 dd 11.8,6.7
5-OH 12.611 1 s - 12.599 1 s - 12.603 | 1 s -
7-OH 10.807 1 S - n.a - - -
4'-OH 9.678 1 S - n.a - - -
3'-OH 9.186 1 S - n.a - - - na. i i i
2"-OH 5.349 1 d 4.4 5.339 1 br.s -
3"-OH 5.157 1 d 5.9
5.142 2 br.s -
4"-OH 5.143 1 d 4.8
2" 2.262 2 m - 2.242 2 m - 2301 | 2 m -
3" 2.460 2 m - 2.423 2 m - 2.486 | 2 m -
am - - - - - - - - - - - -
5" - - - - 6.254 1 dd 8.0,2.1 6.404 | 1 dd 8.0,2.0
6" - - - - 6.554 1 d 8.0 6.595 1 d 8.0
9" - - - - 6.480 1 d 2.1 6.630 | 1 d 2.0
ipso - - - - n.a. - - - - - - -
ortho 6.807 2 m - n.a. - - - - - - -
meta 6.591 2 m - - - - - - - - -
5"-OH - - - - 6.480 1 d 2.1 - - - -
para-OH 9.088 1 S - - - - - - - - -
7"-OH - - - - n.a. - - - n.a. - - -
8""-OH - - - - n.a. - - - - - - -
8"-MeO - - - - - - - - 3.703 | 3 s -

H_HSQC readout;

n.a. - not assigned due to the broadening of the hydroxyl signals
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Figure S1. 3C NMR spectrum of compound 2 (DMSO-ds, 303.2 K).
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Figure S17. 13C NMR spectrum of compound 10 (DMSO-ds, 303.2 K).
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Figure S18. 'H NMR spectrum of compound 10 (DMSO-ds, 303.2 K).
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Table S7. 13C NMR data of the intermediates 32 - 34 (DMSO-ds, 303.2 K), 33 (acetone, 293.2 K).

Comp. 32 33 34
nﬁ:{)‘;r 6 m ) m é m
2 155.97 s 154.36 s 152.90 s
3 132.99 s 137.57 s 135.42 s
4 177.36 s 173.60 s 171.80 s
4a 103.80 s 111.04 s 108.86 s
5 161.34 s 161.33 s 159.24 s
6 98.78 d 99.26 d 97.99 d
7 164.89 s 164.63 s 162.75 s
8 93.42 d 95.53 d 94.21 d
8a 156.46 s 160.23 s 158.18 s
1’ 121.15 s 125.43 s 123.16 s
2’ 116.05 d 116.96 d 115.01 d
3 144.95 s 149.76 s 147.65 s
4 148.60 s 152.25 5 150.00 s
5’ 115.21 d 115.06 d 113.58 d
6' 121.57 d 123.91 d 121.76 d
1” 100.17 d 102.21 d 100.09 d
2" 74.03 d 84.22 d 82.03 d
3" 76.62 d 86.00 d 83.40 d
4" 69.96 d 79.18 d 77.35 d
5" 77.72 d 77.29 d 75.34 d
6" 62.95 t 63.60 t 59.70 t
1"' - - - - - -
2" 17.65 S 19.39 S - -
1"-CHsa -5.84 q -4.86 q - -
1"-CHsb -5.72 q -4.59 q - -
2"-CHs 25.43 q 26.84 q - -
5-CH: - - 71.85 t 70.13 t
i - - 138.70 s 136.77 s
o- - - 128.38" d 127.05 d
m- - - 129.86" d 128.39 d
p- - - 128.96 d 127.62 d
7-CH: - - 71.81 t 70.12 t
i- - - 137.98 s 136.12 s
o- - - 129.43" d 128.03 d
m- - - 130.08" d 128.57 d
p- - - 129.69 d 128.22 d
3'-CH: - - 72.43 t 70.29 t
i- - - 138.99 s 137.11 s
o- - - 128.76" d 127.43 d
m- - - 129.91" d 128.39 d
p- - - 129.22 d 127.83 d
4’-CH; - - 71.87 t 69.94 t
i- - - 138.90 s 137.01 s
o- - - 128.91" s 127.47 d
m- - - 129.91" d 128.47 d
p- - - 129.33 d 127.88 d
2"-CH: - - 75.09 t 73.06 t
i- - - 140.47 s 138.42 s
o- - - 129.83" d 127.95 d
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Comp. 32 33 34
Atom 6 m é m é m
number
m- - - 129.56" d 127.99 d
p- - - 128.83 d 127.36 d
3"-CH: - - 76.66 t 74.29 t
i - - 140.81 s 138.78 s
o- - - 129.14" d 127.40 d
m- - - 129.67" d 128.16 d
p- - - 128.78 d 127.34 d
4"-CH; - - 75.94 t 73.84 t
i- - - 140.35 s 138.35 s
o- - - 128.91" d 127.75 d
m- - - 129.70" d 128.21 d
p- - - 128.95 d 127.54 d
m - the multiplicity of 3C NMR signals was resolved using multiplicity-edited gradient-enhanced
1H-13C HSQC
*-2C
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Table $S8. 'H NMR data of the intermediates 32 - 34 (DMSO-ds, 303.2 K), 33 (acetone, 293.2 K).

Comp. 32 33 34
nﬁ:‘"’)‘; o8 |n|m J[Hz] & |[n| m J[Hz] 8H [n| m J[Hz]
2 - - - - - - - - - - - -
3 - - - - - - - - - - - -
4 - - - - - - - - - - - -
4a - - - - - - - - - - - -
5 - - - - - - - - - - - -
6 6.150 | 1 d 2.0 6.701 | 1 d 2.3 6.736 | 1 d 2.3
7 - - - - - - - - - - - -
8 6.356 | 1 d 2.0 6.869 | 1 d 2.3 6.931 | 1 d 2.3
8a - - - - - - - - - - - -
1' - - - - - - - - - - - -
2! 7526 | 1 d 2.1 8.138 | 1 d 2.1 8137 | 1 d 2.1
3 - - - - - - - - - - - -
a4 - - - - - - - - - - - -
5’ 6.821 | 1 d 8.3 7.217 1 d 8.6 7247 | 1 d 8.6
6’ 7546 | 1 dd 8.3,2.1 7.818 1 dd 8.6,2.1 7.658 | 1 dd 8.6,2.1
1” 5520 | 1 d 7.6 6.010 1 d 7.7 5861 | 1 d 7.6
2" 3239 | 1 m - 3.731 1 dd 8.9,7.7 35440 1 m -
3" 3239 | 1 m - 3831 (1 dd 9.0, 8.9 3.787 | 1 dd 8.8,8.8
4" 3.015 | 1 m - 3.602 1 dd 9.8,9.0 35440 |1 m -
5" 3.091 |1 | ddd | 9.8,6.6,1.5 338 | 1| ddd | 9.8,4.0,2.2] 3.379 | 1 | ddd | 9.8,4.0,2.1
6" 3771 | 1 dd 11.4, 15 3.747 1 dd 11.5,2.2 3578 | 1 | ddd | 11.9,4.6,2.1
3435 | 1 dd 11.4,6.6 3.721 1 dd 11.5,4.0 3510 | 1 | ddd | 11.9,5.2,4.0
5-OH 12642 1 S - - - - - - - - -
7-OH n.a - - - - - - -
4'-OH n.a - - - - - - -
3'-OH n.a - - - - - - -
220H | na | -] - - - - - - ) o )
3"-OH n.a - - -
4"0H | na | -| - - ] | ]
1’” - - - - - - - - - - - -
2’” - - - - - - - - - - - -
1"-CHsa | -0.326 | 3 S - -0.244 | 3 S - - - - -
1"-CHsb | -0.252 | 3 S - -0.233 | 3 S - - - - -
2"-CHs | 0.592 | 9 S - 0.677 | 9 S - - - - -
5-CH, - - - - 5317 | 1 d 12.6 5278 | 1 d 12.8
- - - - 5284 | 1 d 12.6 5243 | 1 d 12.8
o- - - - - 7.761 | 2 m - 7.630 | 2 m -
m- - - - - 7.42% 12| m - 7419 | 2| m -
p- - - - - 733" | 1| m - 7335 | 1| m -
7-CH; - -1 - - 5262 | 2| s - 5255 | 2 | s -
o- - -1 - 7530 [ 2] m - 750" [ 2 | m -
m- - -1 - 730 [ 2] m - 7430 [ 2| m -
p- - -1 - 738" [1 | m - 7374 [1 ] m -
- -1 - - 5262 | 1| d 11.8 5300 | 1| d 11.9
3’-CH:
- - - - 5157 | 1 d 11.8 5115 | 1 d 11.9
o- - - - - 7.55H | 2 m - 750" | 2 m -
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Comp. 32 33 34
nﬁ:':; o8 |n|m J[Hz) & |n| m J[Hz] 8H |n| m J[Hz]
m- - - - - 7.36% | 2 m - 7.362 | 2 m -
p- - - - - 7310 |1 m - 7322 | 1 m -
4’-CH; - - - - 5.288 | 2 S - 5.264 | 2 S -
o- - - - - 7.5440 | 2 m - 7.489 | 2 m -
m- - - - - 7.40" | 2 m - 7.402 | 2 m -
p- - - - - 7340 [ 1| m - 7333 |1 | m -
2. CH, - -] - - 5130 | 1] d 114 |4897 [ 1] d 11.5
- - - - 4,809 1 d 11.4 4643 | 1 d 11.5
- - - - - - - - - - - - -
o- - - - - 7.45H 2 m - 7311 | 2 m -
m- - - - - 7.22% 12 m - 721912 m -
p- - - - - 721% |1 m - 721911 m -
- - - - 5.014 1 d 11.0 4838 | 1 d 11.3
3"-CH2
- - - - 4.858 1 d 11.0 4745 | 1 d 11.3
- - - - - - - - - - - - -
o- - - - - 7.37" 2 m - 7.26% ] 2 m -
m- - - - - 7.33" 2 m - 7.292 | 2 m -
p- - - - - 7.29" 1 m - 7274 | 1 m -
- - - - 4.828 1 d 11.2 4638 | 1 d 11.0
4"-CH:
- - - - 4.645 1 d 11.2 4561 | 1 d 11.0
- - - - - - - - - - - - -
o- - - - - 7.26" 2 m - 7.21% 1 2 m -
m- - - - - 7270 | 2 m - 7271 | 2 m -
p- - - - - 7.24% 11 m - 7.255 | 1 m -
6'"-OH - - - - - - - - 4722 | 1 dd 5.2,4.6

n.a. - not assigned due to the broadening of the hydroxyl signals
H - HSQC readout
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Table S9. 13C NMR data of the intermediates 35 - 38 (DMSO-ds, 303.2 K).

Comp. 35 36 37 38
Atom 8 m () m 6 m ) m
number
2 153.15 s 153.16 s 153.24 s 153.18 s
3 135.35 s 135.29 s 135.33 s 135.35 s
4 171.65 s 171.65 s 171.58 s 171.68 s
4a 108.77 s 108.73 s 108.64 s 108.76 s
5 159.22 s 159.17 s 159.05 s 159.16 s
6 97.93 d 97.89 d 97.80 d 97.93 d
7 162.75 s 162.70 s 162.65 s 162.73 s
8 94.22 d 94.09 d 93.94 d 94.14 d
8a 158.14 S 158.10 s 158.00 S 158.12 S
1 123.07 S 123.11 S 123.11 S 123.05 S
2' 114.78 d 114.80 d 114.81 d 115.16 d
3 147.45 S 147.47 S 147.48 S 147.43 S
q' 150.19 S 150.15 S 150.11 S 150.21 S
5' 113.23 d 113.27 d 113.05 d 113.36 d
6' 122.51 d 122.44 d 122.47 d 122.32 d
1" 100.24 d 100.16 d 100.31 d 100.27 d
2" 82.08 d 82.01 d 81.88 d 82.00 d
3" 83.45 d 83.43 d 83.44 d 83.32 d
4" 77.42 d 77.76 d 77.98 d 77.22 d
5" 72.05 d 72.19 d 71.91 d 71.94 d
6" 62.37 t 62.57 t 62.82 t 61.93 t
5-CH: 70.12 t 70.07 t 70.03 t 70.10 t
i- 136.79 S 136.82 s 136.78 s 136.79 s
o- 126.99 d 126.96 d 126.90 d 127.01 d
m- 128.37 d 128.37 d 128.34 d 128.38 d
p- 127.60 d 127.59 d 127.55 d 127.61 d
7-CH: 70.20 t 70.17 t 70.02 t 70.10 t
i- 136.00 3 136.00 s 135.97 s 136.06 s
o- 128.04 d 128.06 d 127.98 d 128.04 d
m- 128.52 d 128.51 d 128.45 d 128.55 d
p- 128.20 d 128.19 d 128.12 d 128.22 d
3'-CH: 70.51 t 70.49 t 70.47 t 70.51 t
i- 136.99 3 136.99 s 137.00 s 137.01 s
o- 127.24 d 127.27 d 127.27 d 127.15 d
m- 128.37 d 128.39 d 128.37 d 128.43 d
p- 127.82 d 127.83 d 127.80 d 127.84 d
4'-CH; 69.91 t 69.91 t 69.88 t 69.86 t
i- 136.79 3 136.84 s 136.75 s 136.84 s
o- 127.51 d 127.50 d 127.48 d 127.41 d
m- 128.43 d 128.43 d 128.37 d 128.38 d
p- 127.89 d 127.89 d 127.84 d 127.82 d
2"-CH2 73.13 t 73.10 t 73.09 t 73.11 t
i- 138.40 s 138.37 s 138.38 s 138.40 s
o- 128.05 d 128.04 d 128.05 d 128.06 d
m- 128.07 d 128.06 d 128.05 d 128.05 d
p- 127.45 d 127.45 d 127.44 d 127.44 d
3"-CH: 74.62 t 74.59 t 74.63 t 74.52 t
i- 138.63 s 138.63 s 138.63 s 138.67 s
o- 127.54 d 127.53 d 127.57 d 127.49 d
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Comp. 35 36 37 38
Atom 8 m () m 6 m ) m
number
m- 128.23 d 128.23 d 128.23 d 128.23 d
p- 127.47 d 127.46 d 127.48 d 127.45 d
4"-CH: 73.88 t 73.90 t 73.94 t 73.92 t
i- 137.84 s 137.89 s 137.96 s 137.89 s
o- 127.94 d 127.92 d 127.89 d 127.97 d
m- 128.23 d 128.26 d 128.25 d 128.24 d
pP- 127.69 d 127.71 d 127.69 d 127.71 d
1" 164.78 S 164.85 S 164.53 S 165.85 S
2" 121.79 S 121.79 S 124.46 S 114.72 d
3™ 131.00 d 111.73 d 107.86 d 144.27 d
4" 114.78 d 148.52 S 151.84 S 126.66 S
5™ 162.13 S 151.87 S 141.43 S 129.99 d
6" - d 111.94 d - - 115.03 d
7'" - d 122.66 d - - 160.18 S
4'"'-MeO - - 55.34 q - - - -
4'"'-CH: - - - - 70.07 t - -
i- - - - - 136.63 s - -
o- - - - - 127.35 d - -
m- - - - - 128.41 d - -
p- - - - - 127.86 d - -
5'"'-CH: 69.50 t 69.89 t 74.31 t - -
i- 136.25 s 136.26 s 137.34 s - -
o- 127.77 d 127.90 d 128.07 d - -
m- 128.43 d 128.40 d 128.06 d - -
p- 128.01 d 128.02 d 127.84 d - -
7'""'-CH; - - - - - - 69.32 t
i- - - - - - - 136.66 s
o- - - - - - - 127.68 d
m- - - - - - - 128.47 d
p- - - - - - - 127.94 d

m - the multiplicity of 3C NMR signals was resolved using multiplicity-edited gradient-enhanced

1H-13C HSQC
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Table $10. 'H NMR data of the intermediates 35 - 36 (DMSO-ds, 303.2 K).

35 36
nﬁ:lr:er 8 n| m J [Hz] 6 n| m J [Hz]
2 i - - - - - - -
3 i - - - - - - -
4 i - - - - - - -
4a - - - - - - - -
5 - - - - - - - -
6 6.723 | 1 d 2.3 6.696 | 1 d 2.2
7 - - - - - - - -
8 6.912 | 1 d 2.3 6.862 | 1 d 2.2
8a - - - - - - - -
1' - - - - - - - -
2' 7.857 | 1 d 2.1 7.844 | 1 d 2.1
a' - -] - - N I -
5' 7.086 | 1 d 8.7 7.088 | 1 d 8.7
6' 7.747 | 1 dd 8.7,2.1 7.700 | 1 dd 8.7,2.1
1" 5791 |1 1 d 7.7 5804 | 1 d 7.7
2" 3625 | 1 dd 8.9, 7.7 3610 | 1 dd 8.8,7.7
3" 3.886 | 1| dd 8.9, 8.9 3.888 | 1| dd 8.9, 8.8
4" 35311 | dd 9.8, 8.9 3506 | 1| dd 9.7, 8.9
5" 37351 |ddd | 9.8,5.3,25]3.755| 1 | ddd | 9.7, 6.0, 2.5
6" 4298 | 1 dd 11.9,2.5 43351 1 dd 11.9, 2.5
4201 1| 1 dd 11.9,5.3 422311 dd 11.9, 6.0
5-CH 5260 | 1 d 12.6 5253 |1 d 12.8
2 5218 | 1 d 12.6 5209 | 1 d 12.8
i. - - - - - - - -
o- 7.632 | 2 m - 7.629 | 2 m -
m- 741912 [ m - 741912 m -
p- 734911 m - 733711 m -
7-CH 5233 | 1 d 11.4 5914 | 2 .
2 5209 [ 1] d 11.4 :
i- i i i B B B B i
o- 74591 2 [ m - 74491 2 | m -
m- 739H1 2 [ m - 73981 2| m -
p- 736%1 1 m - 735711 m -
3'-CH 5111 | 1 d 12.0 5110 | 1 d 11.8
2 5073 [ 1] d 12.0 5070 [ 1| d 11.8
i- i i i B B B B i
o- 742912 [ m - 7.42% 12 m -
m- 73312 m - 73441 2 | m -
p- 731%1 1 m - 730711 m -
4'-CH 5132 | 1 d 11.9 5144 | 1 d 12.0
2 5.088 | 1 d 11.9 5.106 | 1 d 12.0
[ f i B B B B i i
o- 7451 2 m - 7451 2 m -
m- 7361 2 m - 73719 2 m -
p- 73111 m - 73111 m -
2"-CH 5.024 | 1 d 11.5 5.004 | 1 d 11.5
2 4726 | 1 d 11.5 4714 | 1 d 11.5
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35 36
nﬁ:::lglr é n m J[Hz] ) n|{ m J[Hz]
o- 7391 2 m - 7371 2 m -
m- 7.245| 2 m - 7.23%( 2 m -
p- 7.245 (1 m - 7.23%( 1 m -
3"-CH 4923 1 1 d 11.1 4917 | 1 d 11.2
2 4788 | 1 d 11.1 4784 | 1 d 11.2
i- B i i _ _ _ _ i
o- 7.331| 2 m - 7.331%| 2 m -
m- 7.34%1 2 [ m - 7.34% 1 2 | m -
p- 73071 1| m - 731911 m -
4"-CH 4718 | 1 d 111 4726 | 1 d 11.1
* laso2|1] d 11.1 4530 [ 1| d 11.1
i. - - - - - - - -
o- 7.18% 1 2 [ m - 72001 2| m -
m- 7.214H1 2 m - 7.244H1 2 m -
p- 7.20H 1 1 m - 7.22H1 1 m -
1||| - - - -
2||| - - - - - - - -
3" 7.624 | 2 m - 7.218 | 1 m -
4" 6.872 | 2 m - - - - -
5||| - - - - - - - -
6" - - - - 6.768 | 1 m -
7" - - - - 7.213 | 1 m -
4""-MeO - - - - 3.620 | 3 S -
s cH 5001 1] d 11.9 4911 d 11.6
2 4982 | 1 d 11.9 4934 | 1 d 11.6
i- B i i B B B B i
o- 7331 2 m - 7331 2 m -
m- 73412 [ m - 73341 2 m -
p- 733911 m - 732711 m -

H_HSQC readout
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Table S11. 'H NMR data of the intermediates 37 - 38 (DMSO-ds, 30 °C).

37 38
Atom
number 8 n m J [Hz] 8 n m J [Hz]
2 - - - - - - - -
3 - - - - - - - -
4 - - - - - - - -
4a ; ; ] ] ] ; ] ]
5 - - - - - - - -
6 6.611 1 d 2.2 6.660 1 d 2.2
7 - - - - - - - -
8 6.712 1 d 2.2 6.839 1 d 2.2
8a ] ] ; ; ; - ; ;
2 7.803 1 d 2.1 7.977 1 d 2.1
4 - - - - - ; ] -
5 6.933 1 d 8.6 7.171 1 d 8.6
6' 7.624 1 dd 86,21 | 7.712 1 dd 8.6,2.1
1" 5.787 1 d 7.6 5.779 1 d 7.6
2" 3.602 1 dd 838,76 | 3.608 1 dd 8.8,7.6
3" 3.888 1 dd 88,88 | 3.877 1 dd 8.9,8.8
3" 3.495 1 dd 9.7,88 | 3.553 1 dd 9.8,8.9
5" 3.784 1 ddd [9.7,5.9,2.7 | 3.702 1 ddd | 9.8,4.0,3.2
4.393 1 dd 11.9,2.7
6" 4.163 2 m ;
4.260 1 dd 11.9,5.9
< cn 5.187 1 d 12.6 5238 1 d 12.7
2 ["s.109 1 d 12.6 5.189 1 d 12.7
i_ - - - - - - - -
o- 7.594 2 m - 7.635 2 m ]
m- 7.40H 2 m - 7.42H 2 m -
p- 7.32" 1 m - 7.34" 1 m -
cH 5.119 1 d 11.4 5.206 1 d 11.6
2 | 5.095 1 d 11.4 5.165 1 d 11.6
I'. - - - - - - - -
o- 7.35H 2 m - 7.495 2 m -
m- 7.36 H 2 m - 7.41H 2 m -
p- 7.35H 1 m - 7.36 " 1 m -
scH, 5102 1 d 12.0 5216 1 d 12.0
2 | s.067 1 d 12.0 5.145 1 d 12.0
I'. - - - - - - - -
o- 7.40H 2 m - 7.461 2 m -
m- 7.31H 2 m - 7.33H 2 m -
p- 7.28" 1 m - 7.30" 1 m -
o, |5:102 1 d 12.0 5.114 1 d 12.2
2 | s.067 1 d 12.0 5.078 1 d 12.2
i. - - - - - - - -
o- 7.41" 2 m ] 7.39 " 2 m ;
m- 7.32" 2 m ] 7.34 " 2 m ;
p- 7.28 " 1 m ] 7.30 " 1 m ;
>cpy |01 1 d 11.5 5.003 1 d 11.4
2| 4704 1 d 11.5 4.695 1 d 11.4
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37 38
Atom
number 8 n m J[Hz] é n m J [Hz]
o- 7.37H4 2 m - 7.37H 2 m -
m- 7.224 2 m - 7.23H 2 m -
p- 7.23H 1 m - 7.23H 1 m -
3"_CH, 4,933 1 d 11.0 4.919 1 d 11.1
4.796 1 d 11.0 4.787 1 d 11.1
o- 7.34" 2 m - 7.33" 2 m -
m- 7.34" 2 m - 7.34H 2 m -
p- 7.31" 1 m - 7.30" 1 m -
ch, 14739 1 d 11.1 4.722 1 d 10.9
4,542 1 d 11.1 4.504 1 d 10.9
j- - - - - - - - -
o- 7.20" 2 m - 7,185 2 m -
m- 7.23H 2 m - 7.23H 2 m -
p- 7.22H 1 m - 7.22H 1 m -
1"' - - - - - - - -
2" - - - - 6.171 1 d 16.0
3" 7.064 2 S - 7.355 1 d 16.0
4 - - - - - R - -
5" - - - - 7.412 2 m -
6" - - - - 6.910 2 m -
7" - - - - - R - -
2y |2923 2 d 11.8 - - - -
4.853 2 d 11.8 - - - -
o- 7.33" 4 m - - - - -
m- 7.32" 4 m - - - - -
p- 7.28" 2 m - - - - -
5"'-CH> 4,951 2 S - - - - -
o- 7.30" 2 m - - - - -
m- 7.21H 2 m - - - - -
p- 7.26 " 1 m - - - - -
cH, - - - - 5.031 1 d 11.9
- - - - 5.011 1 d 11.9
o- - - - - 7.39" 2 m -
m- - - - - 7.39" 2 m -
p- - - - - 7.34" 1 m -

H_ HSQC readout
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Table $12. 13C NMR data of the intermediates 39 - 40 (DMSO-de, 30 °C).

Comp. 39 40
Atom 5 m 5 m
number
2 153.24 S 153.22 s
3 135.39 S 135.37 s
4 171.68 S 171.68 s
4a 108.77 S 108.77 s
5 159.15 S 159.16 s
6 97.90 d 97.88 d
7 162.72 S 162.72 s
8 94.10 d 94.11 d
8a 158.12 S 158.12 s
1 123.02 S 123.01 s
2 115.08 d 115.14 d
3 147.42 S 147.44 s
4 150.15 s 150.17 s
5' 113.28 d 113.29 d
6' 122.34 d 122.31 d
1" 100.34 d 100.33 d
2" 81.99 d 81.97 d
3" 83.29 d 83.28 d
4" 77.26 d 77.24 d
5" 71.94 d 71.93 d
6" 61.98 t 61.96 t
5-CH: 70.10 t 70.10 t
i- 136.78 s 136.78 s
o- 126.99 d 127.00 d
m- 128.37 d 128.37 d
p- 127.60 d 127.61 d
7-CH: 70.09 t 70.09 t
i- 136.03 S 136.06 s
o- 128.05 d 128.06 d
m- 128.52 d 128.55 d
p- 128.19 d 128.22 d
3'-CH: 70.54 t 70.60 t
i- 136.98 S 136.97 S
o- 127.32 d 127.36 d
m- 128.44 d 128.45 d
p- 127.87 d 127.91 d
4'-CH; 69.78 t 69.81 t
i- 136.78 S 136.78 S
o- 127.38 d 127.40 d
m- 128.35 d 128.36 d
p- 127.80 d 127.82 d
2"-CH: 73.11 t 73.10 t
i- 138.40 S 138.40 s
o- 128.06 d 128.06 d
m- 128.05 d 128.04 d
p- 127.43 d 127.44 d
3"-CH: 74.49 t 74.47 t
i- 138.65 s 138.65 s
o- 127.49 d 127.48 d
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Comp. 39 40
Atom 8 m () m
number
m- 128.22 d 128.22 d
p- 127.46 d 127.44 d
4"-CH: 73.94 t 73.93 t
i- 137.90 s 137.90 s
o- 127.98 d 127.97 d
m- 128.25 d 128.25 d
p- 127.72 d 127.72 d
1 165.93 s 165.98 s
2" 115.04 d 114.84 d
3™ 144.64 d 144.80 d
4" 126.96 3 127.01 s
5™ 112.90 d 110.51 d
6" 148.33 s 149.20 s
7'" 150.41 S 150.01 S
8" 113.68 d 112.91 d
9" 123.13 d 122.79 d
6'"'-MeO - - 55.53 q
6'"'-CH: 70.10 t - -
i- 137.09 3 - -
o- 127.56 d - -
m- 128.35 d - -
p- 127.79 d - -
7'"'-CH: 69.86 t 69.81 t
i- 136.89 s 136.71 s
o- 127.40 d 127.78 d
m- 128.40 d 128.43 d
p- 127.84 d 127.94 d

m - the multiplicity of 3C NMR signals was resolved using multiplicity-edited gradient-enhanced

1H-13C HSQC
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Table $13. 'H NMR data of the intermediates 39 - 40 (DMSO-ds, 30 °C).

39 40
nﬁ:::; | s n m J[Hz] 5 n m J[Hz]
2 - - - - - - - -
3 - - - - - - - -
4 - - - - - - - -
4a ; ; ] ] ] ; ] ]
5 - - - - - - - -
6 6.647 1 d 2.3 6.654 1 d 2.2
7 - - - - - - - -
8 6.799 1 d 2.3 6.807 1 d 2.2
8a ] ] ; ; ; - ; ;
2' 7.947 1 d 2.2 7.970 1 d 2.1
4 - - - - - ; ] -
5 7.135 1 d 8.7 7.152 1 d 8.6
6' 7.701 1 dd 87,22 | 7.699 1 dd 8.6,2.1
1" 5.756 1 d 7.6 5.766 1 d 7.6
2" 3.584 1 dd 88,76 | 3.591 1 dd 8.6,7.6
3" 3.871 1 dd 88,88 | 3.872 1 dd 9.2,86
3" 3.550 1 dd 98,88 | 3.554 1 dd 9.8,9.2
5" 3.699 1 ddd [9.8,3.7,35] 3.702 1 ddd | 9.8,4.5,2.5
4.202 1 12.1, 4.
6" 4.180 2 m ; 0 dd 45
4.169 1 dd 121,25
< cn 5.231 1 d 12.6 5.234 1 d 12.7
2 [s.176 1 d 12.6 5.180 1 d 12.7
i_ - - - - - - - -
o- 7.627 2 m - 7.636 2 m ]
m- 7.41H 2 m - 7.42H 2 m -
p- 7.33" 1 m - 7.34" 1 m -
cH 5.182 1 d 11.6 5.192 1 d 11.5
2 5143 1 d 11.6 5.155 1 d 11.5
I'. - - - - - - - -
o- 7.475 2 m - 7.494 2 m -
m- 7.39H 2 m - 7.41H 2 m -
p- 7.35" 2 m - 7.36 " 1 m -
s, 5222 1 d 11.9 5.228 1 d 11.8
2 |'5.153 1 d 11.9 5.148 1 d 11.8
I'. - - - - - - - -
o- 7.455 2 m - 7.464 2 m -
m- 7.32H 2 m - 7.34H 2 m -
p- 7.29" 1 m - 7.31" 1 m -
pch, 5070 1 d 12.1 5.087 1 d 12.2
2 |'s.031 1 d 12.1 5.055 1 d 12.2
i. - - - - - - - -
o- 7.34 " 2 m ] 7.35 " 2 m ;
m- 7.31" 2 m ] 7.33 " 2 m ;
p- 7.27 " 1 m ] 7.29 " 1 m ;
Scn, 4999 1 d 11.4 5.002 1 d 11.4
2 14677 1 d 11.4 4.682 1 d 11.4

S42



39 40
nﬁ:::; | s n m J[Hz] 5 n m J[Hz]
o- 7.37" 2 m - 7.37" 2 m -
m- 7.23" 2 m - 7.23" 2 m -
p- 7.23" 1 m - 7.23" 1 m -
cn, 4906 1 d 11.1 4.906 1 d 11.2
2 14778 1 d 11.1 4.778 1 d 11.2
i. - - - - - - - -
o- 7.31H 2 m - 7.31H 2 m -
m- 7.32H 2 m - 7.32H 2 m -
p- 7.29" 1 m - 7.291 1 m -
acn, |4726 1 d 11.0 4.725 1 d 11.1
2 14520 1 d 11.0 4519 1 d 11.1
i- i i - - - - - -
o- 7.196 2 m - 7.20" 2 m -
m- 7.25" 2 m - 7.25" 2 m -
p- 7.22" 1 m ] 7.23" 1 m -
1" _ _ _ - - - - -
2 6.293 1 d 16.0 6.294 1 d 16.0
3™ 7.346 1 d 16.0 7.369 1 d 16.0
4||| - - - - - - - -
5 7.335 1 d 1.9 7.172 1 d 2.0
6||| - - - - - - - -
7||| - - - - - - - -
8" 6.945 1 d 8.5 6.925 1 d 8,4
g™ 7.012 1 dd 85,19 | 6.992 1 dd 8.4,2.0
6""-MeO - - - - 3.670 3 s -
e, 13087 1 d 11.9 - - - -
2 ['s.001 1 d 11.9 - ; - ]
I'. - - - - - - - -
o- 7.39H 2 m - - - - -
m- 7.34H 2 m - - - - -
p- 7.30" 1 m - - - - -
oy | 5053 5 N 5.014 1 d 12.0
2> 4.995 1 d 12.0
i i i - - - i - -
o- 7.38" 2 m - 7.38" 2 m -
m- 7.36" 2 m - 7.38" 2 m -
p- 7.31" 1 m - 7.33" 1 m -

H_ HSQC readout
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Figure S22. 13C NMR spectrum of compound 32 (DMSO-ds, 303.2 K).

Current Data Parameters

NAME LK-57
ZXPNO 2
PROCNC 1

T2 - Acgulsition Parameters
Date_ 20140804
Time 10.27
INSIRUM spect
PROBHD 5 mm PABBC BB-
PULPRCG Zgpy

TD 32768
SCLVENT DM30

Ns 2048

D3

SWH

TIDRES

AQ

RG

DwW

DE

TE

Dl

D11

TCO

======== CHANNEL fl ========
SFol 100.5901380 MHz
NUCL 13c

Pl 9.00 usec
PLW1 67.79129982 W
======== CHANNEL f2 ========
SFC2 400.0016000 MHz
NUC2 15
CPDPRG[2 bi_waltzed 256
PCPD2 90.00 usec
PLW2 30.83429908 W
PLW12 0.38067299 W
PLW13 0.30835000 W
F2 - Processing parameters
sI 131072

SF 100.5801246 MHz
WDW EM
SEB 0

LB 1.00 Hz
[er] 0

PC 1.40
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Figure $23. H NMR spectrum of compound 32 (DMSO-ds, 303.2 K).
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NAME LK-78A

SRR ETR280885585085RIn0NTI88a8REE5880eney=a828958280 2y 00N >
b e R R R R R R R R P P R F A T P e ek L 2
= g : F2 - Acquisition Parameters
Date_ 20150330
Time 10.51
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG Zgpg30
D 65356
SOLVENT Acetcne
NE 1024
Dg 32
SWH 39062.500 Hz
FIDRES 0,597688 H=z
AD 0.8363568 sec
RG 11350
bW 12.800 usec
DE 18.00 usec
T 293.1 X
Dl 1.00000000 sec
D11 0.03000000 sec
DO 1
CHANNEL fl ===
150.9460654
13cC
12.00 usec
107.12999725 W
CHANNEL £f2 ===
600.2324009
1H
CPDPRG[2 bi_waltz65_256
PCPD2 70.00 usec
PLW2 3.660099298 W
DLWl2 0.08345700 W
PLW13 0.04089400 W
F2 - Processing parameters
sI 262144
S 150,9277242 MHz
WDW EM
SSB 0
i5:) 1.00 Hz
GB 0
AT | -
| | ,

T T T T T T T T T T T T T T T T T T
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S24. 3C NMR spectrum of compound 33 (acetone, 293.2 K).
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Current Zata Parameters
NAME LE-T78A
EXFNC 1
FRGCNT Z
FZ - Ac ltion Farameters
Date 20152330
Time 15.3%
INETRUM spect
BRCBED 5 mm CETZI 1E-
PULPRCS zg3C
TD €553&
SOLVEINT Aoetcne
NS 54
og 4
SWIH 5612, )
FIDRES 0.102 C
AQ 4.9532597
RG

oW Tz,

D= 1

T= 2

ol 1.00200
TDC i

======== CHANNEL Z1 =
£00.23240

o

[SIN

1E
8,50 usec
3.66202298 W

FZ - Processing parameters
S 262144

13 600.2300104 MHz
WDW nao

Z5E 0

LE 0 Ez

G3 o

BC 1.0¢C

I | | l lh_ﬁ L JML |IL1 L

\ \ T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm

Figure S25. 'H NMR spectrum of compound 33 (acetone, 293.2 K).
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13C NMR spectrum of compound 34 (DMSO-ds, 303.2 K).
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Current Data P
NAME

EXPNO

PROCNO

F2 - Acgulsiti

arameters
EV-373
2
3

cn Parameters

Date_ 20150403

Time 14.07 h
INSTRUM spect
PROBHD £130982_0002 (
PULPROG zgpg30

ID 130892
SOLVENT DMSO

NS 8l3z

Ds 4

SWH 43858.648 Hz
FIDRES 0.335083 Hz
AQ 1.4921688 sec
RG 256

DW 11.400 usec
DE 18.00 usec
IE 303.1 K

Dl 1.00000000 seec
D11 0.03000000 sec
IDO 1

5Fol 176.0689547 MHz
NUCL 13c¢

Pl 12.50 usec
PLWL 130.00000000 w
5702 700.1328005 MHz
NUC2 1H
CPDPRG[2 bi_waltz65_256
PCPD2 63.00 usec
PLW2 12.00000000 W
PLWL2 0.14318000 W
PLWL3 0.07209500 W

F2 - Processing parameters
51 262144

5T 176.0479073 MEz
WDW EM

SEB 0

LB 1.C0 Hz
GE o

PC 1.40
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Figure S27. H NMR spectrum of compound 34 (DMSO-ds, 303.2 K).

ppm

Current Data Parameters
NAME EV-373
EXPNO 1
PROCNC 1

F2 - Acquisition Parameters
Date 20150403
Time 13.51 h
INSTRUM spect
PROBHD 2130882_0002 ¢
PULPRCG zg30

TD 131072
SCLVENT DMEO

NS 128

Ds 4

SWH 14097.744 Hz
FIDRES 0.107557 Hz
AQ 4.6486869 sec
RG 5

DwW 35.467 usec
DE 10.00 usec
TE 303.1 K
Cl 1.00000000 sec
TDO 1
SFCl 700.1356010 MHz
NUCL 1H

Fl 7.10 usec
PLW1 12.00000000 W
FZ - Processing parameters
ST 262144

SF 700.1300061 MHzZ
WDW ne

SEB 0

LB 0 Hz

GB 0

PC 1.00
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Figure S28. !3C NMR spectrum of compound 35 (DMSO-ds, 303.2 K).

ppm

Current Data Parameters

NAME EV-499
EXPNO 2
PRCCNO 2
F2 - Acguisition Parameters
Date_ 20160817
Time 10.00 h
INSTRUM spect
PRCBHD Z2130982_0002
PULPROG zgpg30
D 130892
SOLVENT DM3C
NS 4095
Ds 54
SWH 45454.,547 Hz
FIDRES 0.347268 Ez
Q 1,4398119 sec
RG 2050
DW 11.000 usec
DE 30.00 usec
TE 303.2 K
Dl 1.00000000 sec
D11 0.03000000 sec
DO 1
SFol 176.0689543 VMHz
NUC1 13¢C
Pl 12.50 usec
PLWL 130.00000000 W
SFO2 700.1328005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 65.00 usec
PLW2 12.00000000 W
PLW1Z2 0.14318000 W
PLWL3 0.07209500 W
FZ - Processing parameters
51 262144
SF 176.0479075 MHz
WDW EM
328 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters

2.500

NAME EV-499
EXPNO 1
PROCNO 3
FZ - Acguisition Parameters
Date_ 20160817
Time 9.47 h
INSTRUM spect
PROBHD 2130982_0002 ¢
PULPROG zg30
D 131072
SOLVENT DMSO
NS 64
Dg 4
SWH 21008.404 Hz
FIDRES 0.160281 Hz
AQ 3.1195135 sec
RG 5.6
DW 23.800 usec
DE 10.00 usec
TE 303.2 K
DL 1.00000000 sec
TDO 1
SFol 700.1370013 MH=z
NUCL 1H
Pl 7.10 usec
PLWl 12.00000000 W
FZ - Processing parameters
ST 262144
=Xy 700.1300057 MHz
WDW EM
S3B 0
LB 0 Hz
GRB 0
PC 1.00

L LA____J

13 12 11 10 ] 8 7 6 5 4 3 2 1 ppm

Figure S29. 'H NMR spectrum of compound 35 (DMSO-ds, 303.2 K).
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F2 - Acgulsition Parameters

Date_ 20160811
Time 12.40 h
INSTRUM spect
PROBHD £120%882_0002 (
PULPRCG zgpg30
D 130892
SCLVENT DMSO
NS 2048
s 64
SWH 45454,547 Hz
FIDRES 0.347268 Hz
AD 1.4388119 sec
RG 2050
D 11.000 usec
DE 30,00 usec
TE 303.1 K
ol 1.00000000 sec
D11 0.03000000 sec
DO 1
srFol 176.0689543 MH=z
NUC1 13cC
Pl 12.50 usec
PLW1 130.00000000 W
SFC2 700.1328005 MEz
NUC2 1H
CPDPRG[2 waltzls
PCPD2 £5.00 usec
PLW2 12.00000000 W
PLW12 0.,14318000 W
PLW13 0.07209300 W
F2 - Processing parameters
sI 262144
SF 176.0479072 MEz
WD EM
S82 0
LB 1.00 He
GB 0
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Figure $30. 3C NMR spectrum of compound 36 (DMSO-ds, 303.2 K).
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Figure S31. H NMR spectrum of compound 36 (DMSO-ds, 303.2 K).

Current Data Parameters

NAME EV-500
EXPNO 1
PROCNO 3

F2 - Acgulsition Parameters
Date_ 20160811
Time 12.03 h
INSTRUM spect
PROBHD Z130982_0002 (
PULPROG zg30

D 131072
SOLVENT DMSO

Ng 128

Ds 4

SWH 21008,404 Hz
FIDRES 0.160281 Hz
AQ 3.1193135 sec
RG 5.6

DW 23.800 usec
DE 10.00 usec
TE 303.1 K
Dl 1.00000000 sec
DO 1
SFCOL 700,1370013 MHz
NUCL H

Pl 7.10 usec
PLW1 12.00000000 W
F2 - Processing parameters
sSI 262144

sF 700.1300056 ME=z
WDW =M

SSB 0

LB 0 Hz

GE 0

PC 1.00
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Figure $32. 13C NMR spectrum of compound 37 (DMSO-ds, 303.2 K).
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Current Data Parameters

NAME EV-474
EXPNC 2
PRGCNO 2

F2 - Acguisiticen Parameters

Date_ 201403515

Time 19.22 h
INSTRUM spect
PRCBHD 2130982 0002 (
PULPROG zgpg30

D 130882
SOLVENT DMSO

NS 4096

Ds 64

SWH £5454,547 Hz
FIDRES 0.347268 Hz

AQ 1.4398119 sec
G 2050

DW 11.000 usec
DE 30.00 usec
TE 303.1 K
D1l 1.00000000 szec
D11 0.0300000C sec
IDO 1

SFOL 176.0689543 MHz
NUCL 13c

Pl 12.50 usec
PLWL 130.00000000 W
SFO2 700.1328005 MHz
NuUc2 1H
CPDPRG([2 waltzlé
PCPDZ 65,00 usec
PLW2 12.00000000 W
PLWlZ 0.1431800C W
PLWL3 0.07208500 W

FZ - Processing parameters
ST 262144

SF 176,0479077 MHz
WDW EM

55B o}

LB 1.00 Hz
GB 0

BC 1.40
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Current Data Parameters

NAME EV-474
EXFNO 1
PROCNO 1
FZ - Acguisition Parameters
Date_ 20160515
Time 18.26 h
INSTRUM spect
PROBHD Z130982_0002 ¢
PULPROG zg30
D 131072
SOLVENT DM2O
NS 128
DS 4
SWH 21008.404 Hz
FIDRES 0.160281 Hz
AQ 3.1195135 sec
RG 5.6
DW 23.800 usec
DE 10.00 usec
TE 303.1 K
Dl 1.00000000 sec
TDO 1
SFol 700.1370013 MHz
NUCLl 1H
Pl 7.10 usec
PLW1 12.00000000 W
FZ - Processing parameters
ST 26214
=3y 700.1300054 MHz
WDW EM
SSBE 0
L 0 Hz
GB ol
PC 1.00

2

I
9 8 7 6 5 4 3 2 1 pem

Figure $33. 'H NMR spectrum of compound 37 (DMSO-ds, 303.2 K).
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Figure S34. 3C NMR spectrum of compound 38 (DMSO-ds, 303.2 K).
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NAME EV-505
EXENO 2
PROCNO 2

F2 - Acguisition Parameters

Date_ 20160826

Time 11.30 h
INSTRUM spect
PRCBED 2130982_0002 (
PULPROG zgpyg30

TD 65536
SOLVENT DMSC

Ng 3192

Ds 64

SWH 45454.,547 Hz
FIDRES 0.6923581 Hz
AR 0.7208%60 sec
RG 2050

DW 11.000 usec
DE 30.00 usec
TE 303.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

SFOL 176.0689543 MHz
NUCl 13¢

Fl 12.50 usec
PLW1 130.00000000 W
SFO2 700.1328005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCEDZ 65.00 usec
PLWZ2 12.00000000 W
PLW12 0.14318000 W
PLW13 0.07209300 W

F2 - Processing parameters
I 262144

SF 176.0472072 MHz
WDW EM

SSB a

LB 1.00 Hz
GB Q

PC 1.40
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Current Data Parameters

Lol

2.500

NAME EV-505
EXPNO 1
PROCNC 3
F2 - Acquisition Parameters
Date_ 20160826
Time 9.02 h
INSTRUM spect
PROBHD 2130982_0002 |
PULPROG zg30
D 131072
SOLVENT DMSEC
Ng 128
De 4
SWH 21008.404 Hz
FIDRES 0.160281 Hz
AQ 3.1195135 sec
RG 5.6
DW 23.800 usec
DE 10.00 usec
IE 303.1 K
D1 1.00000000 sec
DO 1
SFO1 700.1370013 MHz
NUCL 1H
Pl 7.10 usec
PLW1 12.00000000 W
F2 - Processing parameters
sI 262144
SF 700.1300058 MHz
WDW EM
SEB 0
LB 0 Hz
GB 0
PC L1.00
. | W
I N N L R R R L R R R R AR N MU
13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

Figure $35. 'H NMR spectrum of compound 38 (DMSO-ds, 303.2 K).
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Figure $36. 3C NMR spectrum of compound 39 (DMSO-ds, 303.2 K).
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ppm

Current Data Parameters

NAME EV-507
EXPNO 2
PROCNO 2

F2 - Acquisitieon Parameters
Date_ 20160828
Time 18.25 h
INSTRUM spect
PROBHD 2130982_0002 (
PULPROG zgpg30

D 65536
SOLVENT DMSC

Ne 8192

Ds 64

SWH 45454.,547 Hz
FIDRES 0.693581 Hz
AQ 0.7208%60 sec
RG 2030

oW 11.000 usec
DE 30.00 usec
TE 303.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOL 176.0689543 MHz
NUCl 13c

Pl 12.50 usec
PLWl 130.00000000 w
SFO2 700.1328005 MEz
NUCZ 1H
CPDPRG[2 waltzlé
BCPDZ 65.00 usec
PLW2 12.00000000 W
PLW12 0.14318000 W
PLW13 0.07209300 W
F2 - Processing parameters
sI 262144

SF 176.0479070 MHz
WDW EM
SSE 0

LB 1.00 Hz
GB 0

PC 1.40
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Current Data Parameters

2.500

NAME EV-507

EXPNO 1

PRCOCNO 3

FZ2 - Acguizition Parameters

Date_ 20160828

Time 12.39 h

INSTRUM spect

PROBHD z13098z2_0002 (

PULPROG zg30

D 131072

SCLVENT DMEC

NS 128

Da 4

SWH 21008.404 Hz

FIDRES 0.160281 Hz

AQ 3.1185135 sec

RG 5.6

DW 23.800 usec

DE 10.00 usec

TE 303.1 K

Dl 1.00000000 sec

TDO 1

SFOl 700.1370013 MHz

NUC1 1H

Pl 7.10 usec

PLWl 12.000C0000 w

F2 - Processing parameters

5T 262144

SF 700.1300059 MHz

WDW =M

SEB

LB 0 Hz

GB Q

PC 1.00
1 .
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Figure S37. 'H NMR spectrum of compound 39 (DMSO-ds, 303.2 K).
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Figure $38. !3C NMR spectrum of compound 40 (DMSO-ds, 303.2 K).
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Current Data Parameters
NAME =v-501
EXFENO 2
PROCNO z

FZ - Acguisition Parameters
Date_ 20160809
Time 14.35 h
INSTRUM spect
PROBHD Z130982 0002 (
PULPROG zgpg30

TD 1308892
SOLVENT DMEC

NS glez

D3 54

SWH 45454,547 Hz
FIDRES 0.347268 Hz
AQ 1.4398119 sec
RG 2030

DW 11.000 usec
DE 30.00 usec
TE 303.1 K
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 176.068%543 MHz
NUC1 13c

Pl 12,30 useec
PLW1 130.0000000C W
SFQ2 700.1328005 MHz
NUC2 1=
CEDPRG[2 waltzl6
PCPD2 65.00 usec
PLWZ 12.00000000 W
PLW12 0.14318000 W
PLW13 0.07209500 W
FZ - Processing parameters
SI 262144

SF 176.0479070 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB Q

PC 1.40
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Current Data Parameters

2.500

NAME EV-501
EXPNO 1
PROCNC 3
F2 - Acquisiticn Parameters
Date_ 20160808
Time 13.22 h
INSTRUM spect
PROBHD 2130982_0002 (
PULPROG zg30
D 131072
SOLVENT DMSC
NS 128
D8 4
SWE 21008.404 Hz
FIDRES 0.160281 Hz
AQ 3.1185135 sec
RG 5.6
DW 23.800 usec
DE 10.00 usec
TE 303.2 K
D1l 1.00000000 sec
TDO 1
SFOol 700.1370013 MHz
Nucl 1H
Fl 7.10 uszec
PLWl 12.00000000 w
F2 — Processing parameters
sI 262144
SE 700.1300056 MHz
WDW EM
SEB o]
LB 0 Hz
GB 0
PC 1.00
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Figure $39. 'H NMR spectrum of compound 40 (DMSO-ds, 303.2 K).
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