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Figure S1. Comparison of the 13C NMR Chemical Shift THF units1 

 

Characteristics 13C NMR Chemical Shift values for the 2-hydroxy-tetrahydrofuran rings.1 

• 1,2-cis-hydroxy (trans fused) = 83 ppm (C1) and 73 ppm (C2-OH) 
• 1,2-trans-hydroxy (trans fused) = 86 ppm (C1) and 74 ppm (C2-OH) 

 

Table S1. Comparison of 13C NMR Chemical Shift values  

 

Position 

13C 
 

Chandrasekhar 
et al.2 

 
Zhang et. al.3 

17 77.0 ∼77 77.7 
18 38.9 _ _ 
19 151.8 151.5 150.9 
20 79.5 79.9 79.9 
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SS-51 #284 RT: 1.54 AV: 1 NL: 7.23E5
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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T: FTMS + p ESI Full ms [100.0000-1500.0000]
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SS-1 #297 RT: 1.32 AV: 1 NL: 1.33E9
T: FTMS + p ESI Full ms [133.4000-2000.0000]
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SS-2 #266 RT: 1.18 AV: 1 NL: 2.18E8
T: FTMS + p ESI Full ms [133.4000-2000.0000]

200 250 300 350 400 450 500 550
m/z

0

5

10

15

20

25

30

35

40

45

50

55

60

65

70

75

80

85

90

95

100

R
el

at
iv

e 
A

bu
nd

an
ce

413.2666
R=55607

317.1727
R=63607

C 17 H26 O4 Na = 317.1723
1.0656 ppm

391.2846
R=57107

362.2111
R=58707

475.2371
R=51707202.1804

R=79907

279.1593
R=67207

C 16 H23 O4 = 279.1591
0.6647 ppm

429.2404
R=54407 507.2635

R=49607
557.3500
R=46407

338.3418
R=60007

367.1431
R=57002

S 18

OBn

O
O

OH

9, HRMS



9.0 8.5 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
Chemical Shift (ppm)

3.083.283.231.751.081.131.011.111.081.051.071.060.943.50

CHLOROFORM-d

1.
031.

05

1.
38

1.
46

2.
04

2.
05

2.
06

2.
23

2.
32

2.
33

2.
34

3.
81

3.
943.

943.
96

4.
054.

074.
16

4.
17

4.
19

4.
66

4.
684.

73
4.

76

7.
30

7.
32

7.
33

7.
36

7.
37

S 19



160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
Chemical Shift (ppm)

CHLOROFORM-d

14
.2

5

23
.1

925
.2

3
26

.6
5

35
.1

166
.5

3

74
.5

876
.6

9
77

.0
0

77
.3

2
80

.7
9

83
.0

8

10
8.

58

12
7.

55
12

8.
30

13
8.

51

S 20



136 128 120 112 104 96 88 80 72 64 56 48 40 32 24 16 8
Chemical Shift (ppm)

14
.2

5

23.18

25
.2

2
26

.6
5

35
.1

0

66.53

69
.7

2

74.58
76

.8
3

80
.7

7

12
7.

55
12

8.
29

S 21

OBn

O
O

10, DEPT NMR, 100 MHz



SS-4 #293 RT: 1.30 AV: 1 NL: 6.83E8
T: FTMS + p ESI Full ms [133.4000-2000.0000]
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SS-5 #313 RT: 1.39 AV: 1 NL: 2.44E8
T: FTMS + p ESI Full ms [133.4000-2000.0000]
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SS-10 #270 RT: 1.20 AV: 1 NL: 3.39E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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SS-6 #276 RT: 1.23 AV: 1 NL: 1.32E9
T: FTMS + p ESI Full ms [133.4000-2000.0000]

240 250 260 270 280 290 300 310 320 330 340 350 360
m/z

0

5

10

15

20

25

30

35

40

45

50

55

60

65

70

75

80

85

90

95

100

R
el

at
iv

e 
A

bu
nd

an
ce

291.1957
R=66207

C 18 H27 O3 = 291.1955
0.9222 ppm 313.1776

R=64307
C 18 H26 O3 Na = 313.1774

0.5298 ppm

327.1568
R=62607

305.1750
R=64907

273.1851
R=68507

C 18 H25 O2 = 273.1849
0.6683 ppm

357.1674
R=59807345.1674

R=60407

255.1746
R=70607

C 18 H23 O = 255.1743
0.8569 ppm 301.1411

R=63102
279.1592
R=66407

335.1691
R=57306

321.1697
R=53800

353.1585
R=41800

S 40



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
Chemical Shift (ppm)

2.793.129.053.051.101.230.043.261.101.291.060.961.202.281.181.200.971.071.030.964.11

CHLOROFORM-d

0.
10

0.
11

0.
94

1.
06

1.
09

1.
611.

62
1.

65
1.

651.
69

1.
71

1.
732.
13

2.
21

3.
07

3.
09

3.
16

3.
18

3.
35

3.
36

3.
38

3.
89

3.
89

3.
90

3.
91

4.
59

4.
62

4.
71

4.
73

4.
97

5.
005.
05

5.
83

5.
857.

30
7.

317.
31

7.
34

7.
36

7.
37

S 41



150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
Chemical Shift (ppm)

CHLOROFORM-d

-5
.2

6
-4

.8
1

18
.4

1
18

.7
6

25
.9

5
29

.9
7

35
.0

0
36

.9
3

39
.9

1

63
.2

3

74
.5

0
75

.9
9

76
.6

9
77

.0
0

77
.3

2
81

.2
5

11
4.

36

12
7.

62
12

8.
08

12
8.

36

13
8.

76

S 42



180 160 140 120 100 80 60 40 20 0
Chemical Shift (ppm)

-5
.2

3-4
.7

9

18
.7

8

25
.9

7

30.00
35.02

36
.9

5

39.93

63.25

74.53

76
.0

1
80

.2
1

81
.2

7

114.39

12
7.

66
12

8.
12

12
8.

40

13
8.

79

S 43

O
OTBS

BnO

3, DEPT NMR, 100 MHz



SS-7 #637 RT: 2.84 AV: 1 NL: 1.71E9
T: FTMS + p ESI Full ms [133.4000-2000.0000]
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ER-6 #712 RT: 4.13 AV: 1 NL: 2.64E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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SS-618_190919134133 #1060 RT: 5.85 AV: 1 NL: 1.94E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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SS-620_190830215313 #451 RT: 2.42 AV: 1 NL: 6.66E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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SS-2_210108133505 #1310 RT: 7.73 AV: 1 NL: 4.08E6
T: FTMS + p ESI Full ms [100.0000-1500.0000]

790 792 794 796 798 800 802 804 806 808 810 812 814 816 818
m/z

0

5

10

15

20

25

30

35

40

45

50

55

60

65

70

75

80

85

90

95

100

R
el

at
iv

e 
A

bu
nd

an
ce

803.4734
R=39607

C 47 H71 O7 Si 2 = 803.4733
0.1304 ppm

804.4762
R=39602

805.4772
R=37802

806.4785
R=36602

807.4796
R=34502799.6797

R=29300
814.9578
R=28800

790.5505
R=19100

S 65



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
Chemical Shift (ppm)

2.982.738.9111.851.023.917.051.100.820.971.002.122.730.801.060.970.8610.773.83

CHLOROFORM-d

0.
08

0.
09

0.
911.
05

1.
06

1.
56

1.
561.

58
1.

59
1.

62
1.

64
1.

65
1.

66
1.

752.
30

2.
31

2.
333.
03

3.
05

3.
183.
673.

68
3.

703.
843.
853.
85

3.
86

3.
88

4.
084.
574.

60
4.

64
4.

67
4.

70

7.
27

7.
35

7.
36

7.
38

7.
40

7.
66

7.
67

4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0 2.9
Chemical Shift (ppm)

0.820.971.002.122.730.801.06

3.
00

3.
03

3.
05

3.
173.

18
3.

18
3.

19
3.

203.
20

3.
21

3.
21

3.
35

3.
36

3.
363.
37

3.
38

3.
39

3.
39

3.
67

3.
68

3.
70

3.
81

3.
82

3.
84

3.
853.

85
3.

86
3.

88
3.

893.
943.
96

3.
97

3.
994.

08
4.

09

O

OTBDPS

O
TBSO

BnO OH

2', 1H NMR, 400 MHz

S 66



140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
Chemical Shift (ppm)

CHLOROFORM-d

-5
.2

8
-4

.9
1

18
.4

0
18

.7
3

19
.2

0
25

.9
8

26
.8

5
29

.3
3

31
.2

4
32

.8
6

36
.9

8

40
.5

7

63
.2

4
63

.8
1

74
.5

7
76

.0
1

76
.6

8
77

.0
0

77
.3

2
81

.3
9

84
.2

3

12
7.

58
12

8.
03

12
9.

50
13

4.
01

13
5.

56
13

8.
51

S 67

O

OTBDPS

O
TBSO

BnO OH

2', 13C NMR, 100 MHz



140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
Chemical Shift (ppm)

-5
.2

7
-4

.9
0

18
.7

3

25
.9

9
26

.8
6

29.16
31.24

32.86

36
.9

9

40.07
40.58

63.24
63.81

74.58

76
.0

0
76

.8
4

80
.2

7
81

.4
0

84
.2

3

12
7.

59
12

8.
04

12
9.

51
13

5.
57

S 68



SS-3_210108162157 #2269 RT: 13.62 AV: 1 NL: 7.31E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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761.4623
R=41107

C 45 H69 O6 Si 2 = 761.4627
-0.4964 ppm

762.4645
R=41202

763.4646
R=40702

764.4659
R=38602

765.4664
R=37202
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R=38406
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R=31800
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SS-2_210108133505 #1092 RT: 6.49 AV: 1 NL: 1.35E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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820.4996
R=39707

825.4542
R=39607

C 47 H70 O7 Na Si 2 = 825.4552
-1.2914 ppm

803.4731
R=39407

C 47 H71 O7 Si 2 = 803.4733
-0.1735 ppm

834.5144
R=38507

822.9474
R=33302

815.7095
R=29400

826.7737
R=29700
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SS-4_210108135658 #1006 RT: 5.75 AV: 1 NL: 1.88E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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688.4415
R=43307

671.4158
R=43607

C 38 H63 O6 Si 2 = 671.4158
0.0945 ppm

693.3941
R=43307

709.3689
R=42507 730.4875

R=41607
717.4738
R=41002

682.9015
R=40606

653.4023
R=40707

C 38 H61 O5 Si 2 = 653.4052
-4.3781 ppm

634.6441
R=39100
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SS-631_190830215908 #686 RT: 3.70 AV: 1 NL: 9.03E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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663.4263
R=43907

C 40 H63 O4 Si 2 = 663.4259
0.4969 ppm

664.4288
R=43502

665.4294
R=40802

667.4407
R=41202 671.3923

R=42007

649.4097
R=40107

C 39 H61 O4 Si 2 = 649.4103
-0.9576 ppm

673.3931
R=29000

662.9510
R=45200 677.4446

R=29104
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SS-8 #1295 RT: 7.21 AV: 1 NL: 1.91E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
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549.3378
R=48307

C 34 H49 O4 Si = 549.3395
-2.9734 ppm

571.3187
R=47707

633.2894
R=45107

471.2907
R=52207

C 32 H39 O3 = 471.2894
2.9056 ppm

587.2928
R=46407 617.3120

R=45007

433.2210
R=52407

C 27 H33 O3 Si = 433.2193
3.8327 ppm

650.2798
R=42707

497.1964
R=47807

677.3175
R=39107
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