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4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM1)

Diastereomeric mixture of 1:1.2; yellow solid (58%); "H NMR (500 MHz, DMSO-ds)
09.49 (s, IH, OH), 9.45 (s, 1H, OH), 7.31 — 7.27 (m, 4H, Ar), 6.69 — 6.66 (m, 4H, Ar), 5.64 (s,
2H, 2-H), 5.16 (brs, 1H, OH), 5.10 (brs, 1H, OH), 4.00 (m, 1H, 4-H), 3.73 (m, 1H, 4-H), 3.67
(t, 1H, J = 9.5 Hz), 3.51 (t, 1H, J = 10.0 Hz), 3.46 — 3.40 (m, 4H), 3.28 — 3.25 (m, 2H); 13C
NMR (125 MHz, DMSO-ds) 6157.8, 157.5, 131.0, 129.8, 129.4, 128.1, 115.6, 115.5, 64.1,
63.5, 58.4, 57.4, 56.2, 54.6, 41.0, 40.7; LRMS (ESI-) m/z 227 (M-H); HRMS (ESI+) m/z
C10H1302S2 (M+H)* caled 229.0357, obsd 229.0350.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)benzene-1,2-diol (PDTM2)

Diastereomeric mixture of 1:1; redish sticky oil (86%); 'H NMR (400 MHz, DMSO-
ds) 69.02 (s, 1H, OH), 8.98 (s, 2H, OH), 8.95 (s, 1H, OH), 6.94 (d, 1H, J=1.6 Hz, 2’-H), 6.91
(d, 1H,J=2.0 Hz, 2'-H), 6.73 — 6.69 (m, 2H, 6’-H), 6.60 (d, 1H, J=8.0 Hz, 5'-H), 6.59 (d, 1H,
J=28.4 Hz, 5-H), 5.57 (s, 1H, 2-H), 5.56 (s, 1H, 2-H), 5.19 (t, 1H, J = 6.4 Hz, OH), 5.13 (t,
1H,J=6.4 Hz, OH), 3.97 (m, 1H, 4-H), 3.73 — 3.63 (m, 2H), 3.53 — 3.39 (m, 5H), 3.26 — 3.21
(m, 2H); 3C NMR (125 MHz, DMSO-ds) §145.9, 145.6, 145.6, 145.5, 131.3, 128.6, 119.7,
119.2, 115.7, 115.5, 115.5, 115.4, 64.2, 63.5, 58.4, 57.2, 56.5, 54.9, 40.9, 40.7; LRMS (ESI+)
m/z 299 (M+MeOH+Na)*; HRMS (ESI+) m/z C10H12NaO3S2 (M+Na)* caled 267.0126, obsd
267.0117.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)benzene-1,3-diol (PDTM3)

Diastereomeric mixture of 1:1.1; yellowish sticky oil (33%); 'H NMR (400 MHz,
CDs;0OD) 67.45 (d, 1H, J=8.8 Hz, 6'-H), 7.40 (d, 1H, J = 8.4 Hz, 6'-H), 6.26 (dd, 1H, J = 8.4,
2.4 Hz, 5'-H), 6.25 (dd, 1H, J = 8.4, 2.4 Hz, 5’-H), 6.22 (d, 2H, J = 2.4 Hz, 3'-H), 6.04 (s, 1H,
2-H), 5.95 (s, 1H, 2-H), 3.99 (m, 1H, 4-H), 3.83 (dd, 1H, J=10.8, 9.6 Hz), 3.75 (m, 1H), 3.68
(dd, 1H, J=11.2, 8.8 Hz), 3.59 — 3.54 (m, 2H), 3.44 — 3.36 (m, 2H), 3.31 — 3.26 (m, 2H); 13C
NMR (125 MHz, DMSO-ds) 6158.4, 158.2, 156.1, 155.6, 129.9, 129.5, 117.4, 114.4, 107.3,
107.0, 102.4, 102.4, 64.2, 63.6, 57.7, 56.9, 49.4, 48.2, 40.5, 40.3; LRMS (ESI+) m/z 267
(M+Na)*, 299 (M+MeOH+Na)*; HRMS (ESI-) m/z C1oH1103S2 (M-H) calcd 243.0155, obsd
243.0174.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)-2-methoxyphenol (PDTM4)



Diastereomeric mixture of 1:1; yellow solid (20%); '"H NMR (500 MHz, CDCl3+D20)
07.09 (d, 1H, J= 2.0 Hz, 2'-H), 7.08 (d, 1H, J = 1.5 Hz, 2'-H), 7.01 (dd, 1H, J = 8.5, 2.0 Hz,
6’-H), 6.99 (dd, 1H, J = 8.0, 2.0 Hz, 6’-H), 6.83 (d, 2H, J = 8.0 Hz, 5’-H), 5.65 (s, 1H, 2-H),
5.62 (s, 1H, 2-H), 4.17 (td, 1H, J=11.0, 6.0 Hz, 4-H), 3.97 — 3.89 (m, 2H), 3.90 (s, 3H, OMe),
3.89 (s, 3H, OMe), 3.80 — 3.76 (m, 2H), 3.72 (dd, 1H, J=11.5, 6.0 Hz), 3.53 (dd, 1H, J=12.5,
6.0 Hz), 3.46 (dd, 1H, J=13.0, 2.5 Hz), 3.37 (dd, 1H, J=12.5, 5.0 Hz), 3.32 (dd, 1H, J=12.5,
5.0 Hz); 3C NMR (150 MHz, CDCl3) §146.5, 146.5, 145.8, 145.7,129.9, 127.5, 121.3, 121.1,
114.3, 114.1, 110.4, 110.2, 65.0, 63.6, 58.7, 57.4, 57.2, 56.1, 56.0, 55.9, 41.3, 40.7; LRMS
(ESI+) m/z 279 (M+K-H20)", 297 (M+K)*; HRMS (ESI+) m/z C11H14NaO3S2 (M+Na)* calcd
281.0282, obsd 281.0275.

2-Ethoxy-4-(4-(hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM5)

Diastereomeric mixture of 1:1.2; beige-colored solid (18%); 'H NMR (500 MHz,
CDCls) 67.07 (d, 1H, J =2.0 Hz, 2'-H), 7.06 (d, 1H, J = 2.0 Hz, 2"-H), 6.99 (dd, 1H, J = 8.0,
2.5Hz, 6'-H), 6.97 (dd, 1H, J=8.5, 2.0 Hz, 6'-H), 6.83 (d, 2H, J = 8.0 Hz, 5’-H), 5.77 (brs, 2H,
OH), 5.63 (s, 1H, 2-H), 5.60 (s, 1H, 2-H), 4.14 (m, 1H, 4-H), 4.12 (q, 4H, J=7.0 Hz, CH2CH3),
3.95 (dd, 1H, J=10.0, 8.0 Hz), 3.91 (m, 1H), 3.80 — 3.76 (m, 2H), 3.71 (dd, 1H, J=11.0, 6.0
Hz), 3.52 (dd, 1H, J = 11.5, 5.5 Hz), 3.45 (dd, 1H, J = 12.5, 3.0 Hz), 3.36 (dd, 1H, J = 13.0,
5.5 Hz), 3.32 (dd, 1H, J=12.0, 5.5 Hz), 2.06 (brs, 2H, OH), 1.44 (t, 6H, J = 7.0 Hz, CH2CH3);
3C NMR (125 MHz, CDCls3) 5145.9, 145.8, 145.8, 145.8, 130.6, 129.1, 121.2, 120.9, 114.1,
114.0, 111.3, 111.1, 65.0, 64.5, 64.5, 63.6, 58.7, 57.4,57.2, 55.9, 41.3, 40.7, 14.8, 14.8; LRMS
(ESI+) m/z 311 (M+K)"; HRMS (ESI+) m/z CioH1703S2 (M+H)" calcd 273.0619, obsd
273.0611.

5-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)-2-methoxyphenol (PDTM®6)

Obtained as a single diastereomer; white solid (24%); 'H NMR (400 MHz, DMSO-ds)
09.04 (s, 1H, OH), 6.94 (d, 1H, J=2.0 Hz, 2"-H), 6.83 (dd, 1H, J= 8.0, 1.6 Hz, 6'-H), 6.78 (d,
1H, J = 8.4 Hz, 5’-H), 5.60 (s, 1H, 2-H), 5.13 (brt, 1H, OH), 3.98 (m, 1H, 4-H), 3.71 (s, 3H,
OMe), 3.51 (m, 1H, OCHH), 3.42 (m, 1H, OCHH), 3.41 (dd, 1H, J = 12.0, 5.2 Hz, 5-CHH),
3.26 (dd, 1H, J=12.0, 4.8 Hz, 5-CHH); *C NMR (125 MHz, DMSO-ds) & 147.9 (C4"), 146.8
(C3"), 133.3 (C1"), 119.0 (C6"), 115.4 (C2"), 112.1 (C5"), 63.5 (C6), 58.4 (C4), 56.1 (OCHa),
54.6 (C2), 40.7 (C5); LRMS (ESI+) m/z 297 (M+K)"; HRMS (ESI+) m/z C11H1503S2 (M+H)*
calcd 259.0463, obsd 259.0454.

(2-(4-Methoxyphenyl)-1,3-dithiolan-4-yl)methanol (PDTM?7)

Diastereomeric mixture of 1:1.2; beige-colored solid (85%); 'H NMR (400 MHz,
CDCl3) 67.45 (d, 2H, J =8.8 Hz, Ar), 7.44 (d, 2H, J = 8.4 Hz, Ar), 6.84 (d, 4H, J= 8.8 Hz, Ar),
5.66 (s, 1H, 2-H), 5.62 (s, 1H, 2-H), 4.16 (td, 1H, J =10.8, 6.0 Hz, 4-H), 3.98 — 3.88 (m, 2H),
3.79 (s, 6H, OMe), 3.80 — 3.74 (m, 2H), 3.71 (dd, 1H, J=11.2, 6.0 Hz), 3.52 (dd, 1H, J=12.0,
5.2 Hz),3.45 (dd, 1H, J=12.8, 2.0 Hz), 3.36 (dd, 1H, J=12.8, 5.2 Hz), 3.32 (dd, 1H, J=12.0,
4.4 Hz), 2.13 (s, 2H, OH); '*C NMR (125 MHz, CDCl3) §159.6, 159.5, 131.3, 129.4, 129.4,
129.1, 114.0, 113.9, 65.0, 63.6, 58.7, 57.3, 56.9, 55.3, 55.3, 55.2, 41.3, 40.7; LRMS (ESI+) m/z
281 (M+K)*; HRMS (ESI+) m/z CiiH1502S2 (M+H)" caled 243.0513, obsd 243.0503.

(2-(3,4-Dimethoxyphenyl)-1,3-dithiolan-4-yl)methanol (PDTMS8)

Diastereomeric mixture of 1:1; yellowish solid (64%); '"H NMR (400 MHz, CDCls) &
7.09 — 7.02 (m, 4H, Ar), 6.77 (d, 2H, J = 8.0 Hz, 5’-H), 5.65 (s, 1H, 2-H), 5.62 (s, 1H, 2-H),



4.17 (td, 1H,J=10.8, 6.0 Hz, 4-H), 3.98 —3.90 (m, 2H), 3.89 (s, 3H, OMe), 3.88 (s, 3H, OMe),
3.86 (s, 6H, OMe), 3.81 —3.76 (m, 2H), 3.72 (dd, 1H, J=11.2, 6.4 Hz), 3.52 (dd, 1H, J = 12.0,
5.2 Hz),3.46 (dd, 1H,J=12.4,2.4 Hz), 3.37 (dd, 1H, J=12.4, 4.8 Hz), 3.33 (dd, 1H, J=12.0,
4.8 Hz), 2.02 (s, 2H, OH); '3C NMR (125 MHz, CDCl3) §149.1, 149.0, 149.0, 148.9, 131.6,
130.0, 120.5, 120.2, 111.1, 110.9, 110.8, 110.7, 64.9, 63.6, 58.6, 57.2, 57.2, 55.9, 55.9, 55.9,
55.7,41.3,40.7; LRMS (ESI+) m/z 295 (M+Na)*, 311 (M+K)*; HRMS (ESI+) m/z C12H1703S2
(M+H)" caled 273.0619, obsd 273.0607.

(2-(2,4-Dimethoxyphenyl)-1,3-dithiolan-4-yl)methanol (PDTM9)

Diastereomeric mixture of 1:1.5; yellow solid (15%); '"H NMR (500 MHz, CDCl3) &
7.67 (d, 1H, J= 8.0 Hz, 6’-H), 7.64 (d, 1H, J = 9.0 Hz, 6'-H), 6.48 (dd, 1H, J = 8.0, 2.5 Hz, 5'-
H), 6.48 (dd, 1H, J=8.5, 2.5 Hz, 5'-H), 6.42 (d, 1H, J = 2.5 Hz, 3’-H), 6.41 (d, 1H, J=2.5 Hz,
3'-H), 6.07 (s, 1H, 2-H), 5.98 (s, 1H, 2-H), 4.10 (m, 1H), 3.93 — 3.87 (m, 2H), 3.83 (s, 3H,
OMe), 3.83 (s, 3H, OMe), 3.79 (s, 6H, OMe), 3.80 — 3.73 (m, 2H), 3.69 (dd, 1H, J=11.0, 6.0
Hz), 3.41 — 3.33 (m, 3H), 3.30 (dd, 1H, J = 12.0, 4.5 Hz), 2.15 (s, 2H, OH); '3C NMR (100
MHz, CDCl3) 6160.9, 160.7, 158.1, 157.6, 129.5, 129.1, 121.1, 118.9, 104.9, 104.6, 98.7, 98 4,
65.1, 64.1, 58.0, 57.2, 55.9, 55.9, 55.7, 55.7, 49.8, 48.6, 41.0, 39.9; LRMS (ESI+) m/z 271
(M+H-H2)*"; HRMS (ESI+) m/z C12H1703S2 (M+H)" caled 273.0619, obsd 273.0609.

2-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM10)

Diastereomeric mixture of 1:1; red solid (79%); '"H NMR (400 MHz, CD3OD) §7.67 (d,
1H, J=28.0 Hz, 6'-H), 7.66 (d, 1H, J= 7.6 Hz, 6'-H), 7.07 — 7.03 (m, 2H, 4'-H), 6.81 — 6.77 (m,
2H, 5'-H), 6.74 (d, 1H, J = 8.0 Hz, 3'-H), 6.74 (d, 1H, J = 8.4 Hz, 3’-H), 6.09 (s, 2H, 2-H), 4.01
(m, 1H, 4-H), 3.87 — 3.77 (m, 4H), 3.62 — 3.59 (m, 2H), 3.42 (dd, 1H, J = 12.0, 3.2 Hz), 3.33 —
3.28 (m, 2H); 3C NMR (125 MHz, CDCls) §155.2, 154.8, 130.3, 130.1, 130.1, 129.6, 122.2,
120.6, 120.5, 120.3, 117.3, 117.2, 65.1, 63.6, 58.4, 56.8, 54.8, 52.8, 41.3, 40.6; LRMS (ESI+)
m/z 227 (M+H-Hz)"; HRMS (ESI+) m/z Ci10H12NaO2S2 (M+Na)* caled 251.0176, obsd 251.0163.

(2-(3,4,5-Trimethoxyphenyl)-1,3-dithiolan-4-yl)methanol (PDTM11)

Diastereomeric mixture of 1:1.3; yellowish sticky oil (62%); '"H NMR (500 MHz,
CDCh) 06.75 (s, 2H, 2'-H, 6'-H), 6.74 (s, 2H, 2'-H, 6'-H), 5.58 (s, 1H, 2-H), 5.56 (s, 1H, 2-H),
4.11 (m, 1H, 4-H), 3.94 — 3.84 (m, 2H), 3.83 (s, 6H, OMe), 3.82 (s, 6H, OMe), 3.79 (s, 6H,
OMe) 3.76 — 3.72 (m, 2H), 3.68 (dd, 1H, J=11.0, 6.0 Hz), 3.48 (dd, 1H, J = 12.0, 5.0 Hz),
3.44 (dd, 1H, J=13.0, 3.5 Hz), 3.32 (dd, 1H, J=12.0, 5.5 Hz), 3.31 (dd, 1H, J =12.0, 5.0 Hz),
2.53 (s, 2H, OH); *C NMR (125 MHz, CDCls) 5153.1,153.1,137.9, 137.7, 135.0, 133.5105.1,
104.9, 64.8, 63.6, 60.8, 60.8, 58.5, 57.4, 57.3, 56.1, 56.1, 56.0, 41.2, 40.7; LRMS (ESI+) m/z
325 (M+Na)’, 341 (M+K)", 357 (M+MeOH+Na)*; HRMS (ESI+) m/z C13H1904S2 (M+H)"
calcd 303.0725, obsd 303.0712.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)-2,6-dimethoxyphenol (PDTM12)

Obtained as a single diastereomer; beige-colored solid (34%); 'H NMR (400 MHz,
DMSO-ds) 68.42 (s, 1H, OH), 6.75 (s, 2H, 2'-H, 6’-H), 5.65 (s, 1H, 2-H), 5.13 (t, 1H, J=5.6
Hz, OH), 4.02 (m, 1H, 4-H), 3.71 (s, 6H, OMe), 3.54 — 3.39 (m, 3H, OCH2, 5-CHH), 3.27 (dd,
1H,J=12.0,4.8 Hz, 5-CHH); *C NMR (125 MHz, DMSO-ds) 6 148.0 (C3’, C5"), 135.7 (C4"),
130.7 (C1"), 105.6 (C2’, C6'), 63.5 (C6), 58.3 (C4), 56.2 (2*OCH3), 55.3 (C2), 40.6 (C5);
LRMS (ESI+) m/z 287 (M+H-H2)*, 309 (M+K-H20)"; HRMS (ESI+) m/z C12H1704S2 (M+H)*
calcd 289.0568, obsd 289.0556.



2-Bromo-4-(4-(hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM13)

Obtained as a single diastereomer; yellow solid (39%); 'H NMR (400 MHz, DMSO-
ds) 610.40 (brs, 1H, OH), 7.59 (d, 1H, J =2.4 Hz, 2'-H), 7.31 (dd, 1H, J=8.4, 2.4 Hz, 6'-H),
6.87 (d, 1H, J = 8.4 Hz, 5'-H), 5.64 (s, 1H, 2-H), 5.22 (brt, 1H, J = 5.6 Hz, OH), 3.75 (m, 1H,
4-H), 3.66 (m, 1H, OCHH), 3.44 (m, 1H, OCHH), 3.41 (dd, 1H, J = 12.0, 3.6 Hz, 5-CHH),
3.26 (dd, 1H, J=12.0, 5.2 Hz, 5-CHH); *C NMR (125 MHz, DMSO-ds) 6 154.4 (C4"), 132.7
(C2", 130.8 (C1"), 129.0 (C6"), 116.6 (C5"), 109.3 (C3"), 64.0 (C6), 57.8 (C4), 55.0 (C2),41.1
(C5); LRMS (ESI+) m/z 344 (M+K)", 346 (M+2+K)*; HRMS (ESI-) m/z C10H10BrO2S2 (M-
H) caled 304.9306, obsd 304.9311.

2,6-Dibromo-4-(4-(hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM14)

Diastereomeric mixture of 1:1.1; yellow solid (36%); "H NMR (400 MHz, DMSO-ds)
010.09 (s, 1H, OH), 10.02 (s, 1H, OH), 7.65 (s, 2H, 2'-H, 6’-H), 7.62 (s, 2H, 2'-H, 6'-H), 5.66
(s, 1H, 2-H), 5.65 (s, 1H, 2-H), 5.20 (brs, 2H, OH), 4.03 (m, 1H, 4-H), 3.79 (m, 1H, 4-H), 3.66
(dd, 1H, J=10.4, 8.4 Hz), 3.52 — 3.36 (m, 5H), 3.30 (dd, 1H, J=12.0, 4.4 Hz), 3.27 (dd, 1H,
J=12.0,5.6 Hz); 3C NMR (125 MHz, DMSO-ds) §151.0, 150.7, 136.1, 133.3, 132.1, 131.7,
111.8, 111.7, 64.0, 63.2, 58.4, 58.0, 57.5, 56.8, 41.1, 40.6; HRMS (ESI-) m/z Ci0HyoBr202S2
(M-H) calcd 382.8411, obsd 382.8418.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)-2-methylphenol (PDTM15)

Obtained as a single diastereomer; yellow solid (39%); 'H NMR (400 MHz, DMSO-
de) 69.43 (brs, 1H, OH), 7.18 (d, 1H, J = 2.0 Hz, 2'-H), 7.12 (dd, 1H, J = 8.4, 2.0 Hz, 6'-H),
6.67 (d, 1H, J = 8.4 Hz, 5'-H), 5.59 (s, 1H, 2-H), 5.19 (brt, 1H, J = 5.6 Hz, OH), 3.74 — 3.63
(m, 2H, 4-H, OCHH), 3.43 —3.33 (m, 2H, OCHH, 5-CHH), 3.23 (dd, 1H, J = 12.4, 5.6 Hz, 5-
CHH), 2.06 (s, 3H, Me); '3C NMR (125 MHz, DMSO-ds) §155.9 (C4"), 130.8 (C1"), 127.8
(C2), 127.0 (C6"), 124.3 (C3"), 114.8 (C5"), 64.1 (C6'), 57.3 (C4"), 56.3 (C2'), 41.0 (C5"), 16.4
(CH3); LRMS (ESI+) m/z 241 (M+H-H2)", 281 (M+K)*; HRMS (ESI+) m/z Ci1iH1502S2
(M+H)* caled 243.0513, obsd 243.0507.

4-(4-(Hydroxymethyl)-1,3-dithiolan-2-yl)-2,6-dimethylphenol (PDTM16)

Diastereomeric mixture of 1:1.5; yellow solid (42%); "H NMR (400 MHz, DMSO-ds)
08.34 (s, 1H, OH), 8.29 (s, 1H, OH), 7.03 (s, 2H, 2'-H, 6'-H), 7.01 (s, 2H, 2'-H, 6'-H), 5.56 (s,
2H, 2-H), 5.19 (t, 1H, J= 5.6 Hz, OH), 5.13 (t, 1H, J = 5.6 Hz, OH), 3.99 (m, 1H, 4-H), 3.74
—3.62 (m, 3H), 3.53 — 3.89 (m, 4H), 3.25 (dd, 1H, J = 11.6, 5.2 Hz), 3.23 (dd, 1H, J = 12.0,
5.6 Hz), 2.10 (s, 12H, Me); '3C NMR (125 MHz, DMSO-ds) &6153.6, 153.3, 130.8, 128.4,
128.1, 128.0, 124.5, 124.4, 64.1, 63.5, 58.4, 57.3, 56.4, 54.7, 41.0, 40.8, 17.0, 17.0; LRMS
(ESI+) m/z 255 (M+H-H2)", 295 (M+K)*; HRMS (ESI+) m/z Ci2H1702S2 (M+H)" calcd
257.0670, obsd 257.0663.

2,6-Di-tert-butyl-4-(4-(hydroxymethyl)-1,3-dithiolan-2-yl)phenol (PDTM17)

Diastereomeric mixture of 1:1.4; yellowish solid (59%); '"H NMR (400 MHz, CDCl3)
07.33 (s, 4H, 2'-H, 6'-H), 5.67 (s, 1H, 2-H), 5.64 (s, 1H, 2-H), 5.26 (brs, 2H, OH), 4.17 (m,
1H, 4-H), 3.98 (dd, 1H, J = 10.4, 8.0 Hz), 3.91 (m, 1H, 4-H), 3.81 — 3.76 (m, 2H), 3.72 (dd,
1H,J=10.8, 6.0 Hz), 3.54 (dd, 1H, J=12.0, 5.6 Hz), 3.46 (dd, 1H, J=12.4, 2.4 Hz), 3.37 (dd,
1H,J=12.4,5.2 Hz), 3.32 (dd, 1H, J=12.0, 5.2 Hz), 2.14 (brs, 2H, OH), 1.41 (s, 36H, t-Bu);
3C NMR (125 MHz, CDCl3) §153.9, 153.8, 135.9, 135.9, 129.0, 127.7, 125.0, 124.8, 65.0,



63.6, 58.6,57.9,57.1, 56.5, 41.3, 40.7, 34.4, 34.4, 30.2, 30.2; LRMS (ESI+) m/z 341 (M+H)",
363 (M+Na)’, 379 (M+K)*, 395 (M+MeOH+Na)"; HRMS (ESI+) m/z C1sH29002S2 (M+H)*

caled 341.1609, obsd 341.1600.
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DECOUPLE H1, 499 7794909 Miie

Power 38 dB

eontinucualy on

WALTI-16 modulated

DATA PROCESSING

Line broadening 0.5 Hr |
FT size 65536 1
Total time 28 hr, 27 min ‘
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Archive directory:
Sanple directory:
FidFile: 2016-04-26-KDH-125-C13

Pulse Sequence: CARBON (s2pal)
Solvent: dmso
Data collected on: Apr 26 2016

Tenp. 25.0 C / 298.1 K
Operater: wamel

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Wideh I1250.0 He

32192 repetitions

CBSERVE C13, 125.6683684 MHE
DECOUFLE H1, 499.7768852 MHz
Fower 36 dB

continucusly on

WALTI-16 modulated
DATA PROCESSING

Line broadening 3.0 He

FT size 65536

Total time 22 hr, 4% min
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Pulse Sequence: s2pul
Solvent: CO30OD
Ambient temperature
INOVA=400  “warian®

Relax. delay 2.000 sec

l{a. t .

Width .0 Hz

A0 repstitions

BSER H1, 399.9652375 WMz
ESSING

5536
Total time 12 min, 16 sec

EDE-137

Sanple Name:

Data Collected on:
worshole-vnarss00
Archive directory:

Sanple directory:
FidFile: 2016-04-28-KDH-137-C13

Pulse Sequence: CARBON (s2pul)
Solvent: dmac
Data collected on: Apr 28 2016

Tenp. 25.0C / 298.1 K
Operater: vrarl

Relax. delay 1.000 sec
Pulse 45.0 degress
Aoq. time 1.049 sec
Wideth 31250.0 Hx
39168 repetitions
CBSERVE €13, 125.6663694 MHz
DECOUPLE H1, 499.7768852 MEx
Powsr 36 db
continuously on
WALTI-1€ modulated
CATA PROCESSING
Line broadening 3.0 Re
FT size 65536

Total time 22 hr, 45 min
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FidFile: 2015-13-16-KDH-132-g008Y

Pulse Sequance: goosSY
Solvent: dmmo
Data collected on: Dec 16 2018

Teop. 5.0 C / 398.1 K |
Operator: wnmrl Fl

Relax. delay 1.000 ses
Acq. time 0.150 wec
Width  §012.8 Hx

20 Wideh BO1Z.8 Hx

128 repatitions =
128 increments
CBSERVE N1, 4997769825 e
DATA PROCESSING 3
Sq. sine ball 0.075 sec
F1 DATA PROCESSING

Sq. sine ball 0.016 ses —
FT size 4096 w 4056
Total time 5 hr, 24 min ———

EDH-122
Sanple Name:

Data Collscted on:
wornhole-vnmes 500
Archive directory:

Sample directory:

FidFile: 2015-12-16-KDH-122-gHSQCAD

Temp. 25.0 € / 298.1 K
Operator: vaarl

Relax, delsy 1.000 sec
Acg. time 0.150 sec
Width  B012.6 Mz

2D Width 25133.5 Hs
128 repetitions

2 x 128 increments
OBSERVE M1, 490.7769920 Mz
DECOUFLE €13, 125.6803348 salx —
Power 46 dB

on during acquisities

off during delay

WAO_id modulated

DATA FROCESSING

Gauss apodization 0.069 sec
F1 DATA
Line broadening 0.3 He
Gauss apodization 0.005% sec
FT sive 4096 = 2048

Total time 10 hr. 54 min
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Data Collected on:
worshole-vamess00

Archive directory:

Sample directory:

FidFile: 2015-12-16-HDi=122-giMRCAD

Fulse Sequence: gHMBCAD {
Solvent: dmso
Data collected on: Dec 17 2015 — —— ..I.__L ‘ - ' .ﬂlaﬂ - 1 —
Temp. 25.0 €/ 298.1 K | ¢
Oparator: vnmrl w,;
Welax, delay 1.000 sec 203 \
Aeq. time 0.150 sec g : >
L N e — 40— . - - - =
20 Width 30165.9 Bx 3 - s T ]
128 repatiticns —— 4 L L ="
2 x 200 increments — 60 ! . -:.'h -
CBSERVE W1, 499.7769920 wx 3
DATA PROCESSING 80 |
8q. aine ball 0.075 sec =
Gauss apodization 0.006 sec E|
FT size 4096 x 2048 . E| * EE .
Total time 17 hr, 34 min 120 W i *
L — E| - L .
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Images of docking simulation of PDTMs
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