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General

For thin layer chromatography (TLC), Merck Silica gel 60 F254 aluminum sheets were used and
compounds were visualized by treatment with a solution of p-anisaldehyde (3.7 mL), CH;COOH
(1.5 mL), and conc H,SO4 (5.0 mL) in EtOH (135 mL). Flash column chromatography was
performed using Merck silica gel 60 (230-400 mesh). 'H NMR and '*C NMR were recorded on a
Bruker Avance 400. Proton chemical shifts are given in ppm relative to tetramethylsilane (6 0.00
ppm) in CDCI; or to the residual proton signals of the deuterated solvent in CDCls (& 7.26 ppm),
in CD;OD (8 3.31 ppm), or in DO (& 4.79 ppm). Carbon chemical shifts were internally
referenced to the deuterated solvent signals in CDCl; (8 77.0 ppm) or in CD;OD (6 49.0 ppm).
High-resolution mass spectra were recorded on a Thermo Scientific LTQ Orbitrap ESI ion trap
mass spectrometer.
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1. Evaluations of Catalysts and Conditions for the Reactions to Afford 2

General procedure for evaluations of catalysts and conditions

To a mixture of carbohydrate (1.0 mmol) and acetone (20 mmol) in solvent (1.0 mL) was added
catalyst (0.5 mmol) and additive (0.5 mmol) at room temperature (25 °C) and the mixture was
stirred at the same temperature. Formation of the products was monitored by TLC analyses. The
mixture was purified by flash column chromatography (CH,Cl,/MeOH) to afford 2. Selected
results are shown in Tables S1-S5.

Table S1. Reaction of 2-deoxy-D-ribose (1a) with acetone to afford 2a

entry catalyst additive solvent time (h) yield (%)
2a-1 2a-2
1 L-proline - DMF 48 70 8
2 D-proline - DMSO 48 65 9
3 L-proline - DMSO 48 60 8
4 L-proline - MeOH 24 65 10
5 pyrrolidine - MeOH 24 40 5
6 pyrrolidine H;BO;* 2-PrOH 24 b b
7 L-proline Et;N 2-PrOH 24 78 10

“ H3BOs (1.0 mmol) was used. ° Product 2 was not obtained and 1a was consumed.

Table S2. Reaction of D-ribose (1b) with acetone to afford 2b

entry catalyst additive solvent time (h) yield (%)
2b-1 and 2b-2
1 L-proline - DMSO 48 30
2 L-proline Et;N 2-PrOH 24 67
Table S3. Reaction of D-arabinose (1c¢) with acetone to afford 2¢
entry catalyst additive solvent time (h) yield (%)
2¢-1, 2¢-2, and 2¢-3

1 L-proline - DMF 48 15

2 L-proline - DMSO 72 70

3 D-proline - DMSO 72 66

4 pyrrolidine CH;COOH MeOH 20 75

5 pyrrolidine H;BO;* 2-PrOH 120 35

6 pyrrolidine H;BO;" DMSO 120 36

7 L-proline Et;:N 2-PrOH 24 79

* H3BOs (1.0 mmol) was used.

S2




Table S4. Reaction of D-xylose (1d) with acetone to afford 2d

entry catalyst additive solvent time (h) yield (%)
2d-1 and 2d-2
1 L-proline - DMSO 48 50
2 L-proline Et;N 2-PrOH 24 80

Table SS. Reaction of D-lyxose (1e) with acetone to afford 2e

entry catalyst additive solvent time (h) yield (%)
2e
1 L-proline - DMSO 48 32
2 L-proline Et;N 2-PrOH 24 74

2. Reactions of 1 with Acetone to Afford 2 (Scheme 1)

General Procedure

To a mixture of carbohydrate (1.0 mmol) and acetone (20 mmol) in 2-PrOH (1.0 mL) was added
L-proline (0.5 mmol) and Et;N (0.5 mmol) at room temperature (25 °C) and the mixture was
stirred at the same temperature. Formation of the products was monitored by TLC analyses. The
mixture was purified by flash column chromatography (CH,Cl,/MeOH) to afford 2.

Compound 2a-1
Synthesized from 2-deoxy-D-ribose (1.11 mmol), flash column
HOW chromatography (CH,Cl,/MeOH = 93:7), 152 mg, 78% (dr 3:2). R¢
o) 0.60 (CH,Cl/MeOH = 9:1). Pale yellow viscous oil. 'H NMR (400
HO MHz, CDs;0D): 6 4.53-4.41 (m, 1H), 4.25-4.16 (m, 1H), 3.83-3.72 (m,
1H), 3.60-3.47 (m, 2H), 2.90 (dd, J = 16.4 Hz, 8.0 Hz, 1H x 2/5), 2.76
(dd, J=16.4 Hz, 7.6 Hz, 1H x 3/5), 2.75-2.68 (m, 1H x 2/5), 2.66 (dd, /= 16.4 Hz, 5.2 Hz, 1H x
3/5), 2.42-2.32 (m, 1H x 2/5), 2.17 (s, 3H), 2.03-1.95 (m, 1H x 3/5), 1.75-1.58 (m, 1H). "C
NMR (100 MHz, CDs;OD): 6 210.0, 209.9, 88.9, 87.3, 75.8, 75.7, 74.1, 73.5, 64.0, 63.4, 51.0,
50.1, 42.0, 41.4, 30.7, 30.6. ESI-HRMS: m/z caled for CgH;s04 [M+H]" 175.0965, found

175.0965.

~

Compound 2a-2
Obtained with 2a-1, 19.5 mg, 10%. R¢ 0.64 (CH,Cl,/MeOH 9:1). Pale
© yellow viscous oil. "H NMR (400 MHz, CD;OD): 6 4.19-4.10 (m, 1H),
HO‘”W 4.01 (brs, 1H), 3.68-3.46 (m, 3H), 2.57 (dd, J = 15.6 Hz, 8.6 Hz, 1H),
OH 2.47 (dd, J=15.6 Hz, 4.4 Hz, 1H), 2.15 (s, 3H), 1.87-1.80 (m, 1H), 1.58-
1.49 (m, 1H). “C NMR (100 MHz, CD;OD): 8 209.99, 209.91, 69.15,

69.14, 68.6, 68.0, 67.1, 50.0, 49.9, 38.86, 38.84, 30.6, 30.5. ESI-HRMS: m/z calcd for CsH;504
[M+H]" 175.0965, found 175.0964.
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Compound 2b (2b-1 and 2b-2)"**
Synthesized from D-ribose, flash column

O

Ho/\é/\ﬂ/ HO/\Q—)( chromatography (CH,Cl,/MeOH = 92:8), 173
~—. 0 mg, 67% (2b-1:2b-2 = 7:3). Ry 0.51

HO  ©OH HO O OH _ 9. - ‘
2b-1 2b-2 (CH,Cl1/MeOH = 9:1). Pale yellow viscous oil.
'H NMR (400 MHz, CD;OD): peaks of 2b-1
major isomer extracted from the spectrum: 6 4.83-4.79 (m, 1H), 4.15-4.08 (m, 1H), 3.97-3.93 (m,
1H), 3.82-3.77 (m, 1H), 3.72-3.68 (m, 1H), 3.58 (dd, J = 4.6 Hz, 11.2 Hz, 1H), 2.84 (d, /= 6.4
Hz, 1H), 2.79-2.64 (m, 1H), 2.19 (s, 3H). "°C NMR (100 MHz, CD;0D): peaks of 2b-1 major

isomer extracted from the spectrum: 6 210.0, 86.4, 79.9, 76.3, 72.6, 63.5, 48.2, 30.6. ESI-HRMS:
mi/z caled for CgH 40sNa [M+Na]" 213.0733, found 213.0735.

Compound 2¢ (2¢-1, 2¢-2, and 2¢-3)'
Synthesized from D-arabinose, flash
H OW H O/\QZ_)( o0 column chromatography
A 0 A (CH2Cl/MeOH = 9:1), 200 mg,
) oot ) 9e2 G 208 79% (2¢-1:2¢-2:2¢-3 = 5:3:2). Ry
0.50 (CH,Cl/MeOH = 9:1). Pale
yellow viscous oil. "H NMR (400 MHz, CD;OD): peaks of 2¢-1 major isomer extracted from the
spectrum: 6 4.51-4.45 (m, 1H), 3.98-3.94 (m, 1H), 3.84-3.79 (m, 1H), 3.75-3.71 (m, 1H), 3.66-
3.63 (m, 1H), 3.61-3.55 (m, 1H), 2.82 (dd, J = 6.8 Hz, 1.6 Hz, 1H), 2.79 (dd, /= 7.6 Hz, 2.4 Hz,
1H), 2.19 (s, 3H). ">C NMR (100 MHz, CD;0D): peaks of 2¢-1 major isomer extracted from the
spectrum: 6 209.9, 87.3, 84.8, 80.4, 78.8, 63.6, 43.8, 30.5. ESI-HRMS: m/z calcd for CsH;40sNa

[M+Na]" 213.0733, found 213.0736.

Compound 2¢-3'

Purified from the mixture of 2¢-1, 2¢-2, and 2¢-3, flash column chromatography
@ (CH>Cly/MeOH = 95:5). R¢ 0.65 (CH,Cl,/MeOH = 95:5). Colorless solid. 'H
' NMR (400 MHz, CDCls): 6 4.88 (dd, J = 6.4 Hz, 5.2 Hz, 1H), 4.56 (dd, J=5.0
Hz, 1.0 Hz, 1H), 431 (d, J = 7.2 Hz, 1H), 4.14-4.10 (m, 1H), 3.90-3.82 (m, 2H),
2.22(d,J=14.4 Hz, 1H), 2.21 (d,J=9.2 Hz, 1H), 1.93 (dd, J = 14.4 Hz, 6.8 Hz,
1H), 1.48 (s, 3H). *C NMR (100 MHz, CDCl;): § 107.9, 87.0, 83.4, 80.1, 78.6, 68.5, 43.1, 24.6.
'H NMR (400 MHz, CD;0OD): 6 4.86 (dd, J = 6.4 Hz, 5.2 Hz, 1H), 4.48 (dd, J = 5.2 Hz, 1.2 Hz,
1H), 4.18 (s, 1H), 4.08-4.05 (m, 1H), 3.85-3.77 (m, 2H), 2.18 (d, J = 14.0 Hz, 1H), 1.94 (dd, J =
14.0 Hz, 6.4 Hz, 1H), 1.42 (s, 3H). '*C NMR (100 MHz, CD;0D): 6 109.4, 88.6, 84.7, 81.6, 79.6,

70.0, 44.3, 25.0. ESI-HRMS: m/z calcd for CsH;304 [M+H]" 173.0808, found 173.0808.

HO

Compound 2d (2d-1 and 2d-2)’'
Synthesized from D-xylose, flash column

HO 0 HO o chromatography (CH,Cl,/MeOH = 92:8), 207
5 o) 0 mg, 80% (2d-1:2d-2 = 2:3). Ry 0.51
OH (CH,Cl1,/MeOH = 9:1). Pale yellow viscous oil.

'H NMR (400 MHz, CD;0D): peaks of 2d-2
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major isomer (a-isomer) extracted from the spectrum: 6 4.98-4.94 (m, 1H), 4.49 (d, J = 4.2 Hz,
1H), 4.10 (d, J = 3.2 Hz, 1H), 3.94 (ddd, J = 6.4 Hz, 4.8 Hz, 3.2 Hz, 1H), 3.81 (dd, /= 11.2 Hz,
4.8 Hz, 1H), 3.72 (dd, J=11.2 Hz, 6.4 Hz, 1H), 2.30 (dd, J = 14.0 Hz, 7.6 Hz, 1H), 1.89 (dd, J =
14.0 Hz, 3.4 Hz, 1H), 1.48 (s, 3H). *C NMR (100 MHz, CD;0D): peaks of 2d-2 major isomer
(a-isomer) extracted from the spectrum: 6 107.7, 89.2, 83.8, 83.1, 82.1, 76.3, 61.3, 46.9, 26.9.
ESI-HRMS: m/z calcd for CgH;50s [M+H]" 191.0914, found 191.0917.

Compound 2d-3
Purified from stored 2d, column chromatography (CH,Cl,/MeOH = 92:8).

© R¢ 0.51 (CH,Cly/MeOH = 9:1). Colorless viscous oil. 'H NMR (400
HO™ " OHO MHz, CDs;OD): peaks of 2d-3 major isomer (B-isomer) extracted from
OH the spectrum: 6 3.81 (dd, J = 10.8 Hz, 5.6 Hz, 1H), 3.57 (td, J = 9.4 Hz,

2.8 Hz, 1H), 3.44 (ddd, J = 10.8 Hz, 9.4 Hz, 5.6 Hz, 1H), 3.27 (t,J=9.4
Hz, 1H), 3.15 (t, J= 10.8 Hz, 1H), 3.05 (t, J = 9.4 Hz, 1H), 2.88 (dd, J = 16.0 Hz, 2.8 Hz, 1H),
2.54 (dd, J=16.0 Hz, 9.4 Hz, 1H), 2.17 (s, 3H). >C NMR (100
MHz, CD;OD): peaks of 2d-3 major isomer (f-isomer) HOI—I/OW(
extracted from the spectrum: 8 210.1, 79.8, 78.3, 75.2, 71.6, OH
71.1, 47.3, 30.7. ESI-HRMS: m/z caled for CgH;5s0s [M+H]" o o
191.0914, found 191.0900. 2d-3 major isomer (f-isomer)

Compound 2e
Synthesized from D-lyxose, flash column chromatography
© (CH2Clo/MeOH = 92:8), 192 mg, 74% (dr 2:1). R¢ 0.52 (CH»Cl,/MeOH
HO' OHO = 9:1). Pale yellow viscous oil. 'H NMR (400 MHz, CD;OD): 6 3.97
OH (td, J=9.6 Hz, 3.2 Hz, 1H x 2/3), 3.88-3.79 ( m, 2H), 3.78-3.70 (m, 1H

x 2/3), 3.69-3.66 (m, 1H x 2/3), 3.60-3.58 (m, 1H x 1/3), 3.57-3.55 (m,
1H x 1/3), 3.54 (dd, J = 10.0 Hz, 3.2 Hz, 1H x 2/3), 3.41 (dd, J= 9.6 Hz, 3.2 Hz, 1H x 1/3), 3.08
(t,J=10.6 Hz, 1H x 1/3), 2.86 (dd, J= 16.8 Hz, 8.0 Hz, 1H x 1/3), 2.84 (dd, J = 15.8 Hz, 3.2 Hz,
1H x 2/3), 2.66 (dd, J= 16.8 Hz, 4.8 Hz, 1H x 1/3), 2.56 (dd, J= 15.8 Hz, 9.4 Hz, 1H x 2/3), 2.18
(s, 3H x 2/3), 2.16 (s, 3H x 1/3). *C NMR (100 MHz, CD;OD): § 210.8, 209.5, 76.6, 76.5, 73.8,
72.3,71.8,71.5,71.3, 69.8, 68.2, 68.1, 47.6, 45.8, 30.7, 30.6. ESI-HRMS: m/z caled for CsH;5Os
[M+H]" 191.0914, found 191.0916.

3. Reactions of 1 with Ketones to Afford C-Glycosides 3~10 (Table 1)

General Procedure

To a mixture of carbohydrate (1.0 mmol) and ketone (20 mmol) in 2-PrOH (1.0 mL) was added
L-proline (0.5 mmol) and Et;N (0.5 mmol) at room temperature (25 °C) and the mixture was
stirred at the same temperature. Formation of the products was monitored by TLC analyses. The
mixture was purified by flash column chromatography (CH,Cl,/MeOH) to afford the C-
glycosidation product.
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Compound 3’
Synthesized from 2-deoxy-D-ribose, flash column chromatography

HOW (CH.ClyMeOH = 94:6), 128 mg, 61% (dr 3:2). R; 0.6
R ) (CH,Cl,/MeOH = 9:1). Pale yellow viscous oil. 'H NMR (400 MHz,
HO CD;0D): §4.54-4.42 (m, 1H), 4.26-4.13 (m, 1H), 3.83-3.70 (m, 1H),

3.60-3.46 (m, 2H), 2.89 (dd, J = 16.2 Hz, 7.8 Hz, 1H x 2/5), 2.75 (dd,
J=16.2Hz, 7.4 Hz, 1H x 3/5), 2.70-2.65 (m, 1H x 2/5), 2.65 (dd, J = 16.0 Hz, 5.2 Hz, 1H x 3/5),
2.52 (q, J = 7.2 Hz, 2H), 2.37 (dt, J = 12.8 Hz, 6.4 Hz, 1H x 2/5), 1.99 (dd, J = 12.8 Hz, 5.2 Hz,
1H x 3/5), 1.75-1.57 (m, 1H), 1.01 (t, J = 7.2 Hz, 3H). '°C NMR (100 MHz, CD;0D): § 212.7,
212.3, 88.9, 87.3, 75.9, 75.8, 74.1, 73.5, 64.0, 63.4, 49.8, 49.0, 42.0, 41.5, 37.5, 37.3, 7.9. ESI-
HRMS: m/z caled for CoH 704 [M+H]" 189.1121, found 189.1121.

Compound 4
Synthesized  from  2-deoxy-D-ribose, flash  column
HOWOMG chromatography (CH,Cl,/MeOH = 94:6), 93.5 mg, 48% (dr 3:2).
: o) R 0.62 (CH,ClL/MeOH = 9:1). Pale yellow viscous oil. 'H
HO NMR (400 MHz, CDs;0OD): 6 4.53-4.42 (m, 1H), 4.26-4.17 (m,
1H), 4.14 (s, 2H), 3.85-3.72 (m, 1H), 3.60-3.47 (m, 2H), 3.39 (s,
3H), 2.89 (dd, J=16.0 Hz, 7.6 Hz, 1H x 2/5), 2.74 (dd, /= 16.0 Hz, 7.6 Hz, 1H x 3/5), 2.68-2.52
(m, 1H), 2.43-2.33 (m, 1H x 2/5), 2.00 (dd, J = 12.8 Hz, 5.2 Hz, 1H x 3/5), 1.78-1.61 (m, 1H).
C NMR (100 MHz, CD;OD): 8 209.1, 208.8, 88.9, 87.4, 78.89, 78.83, 75.6, 74.1, 73.5, 63.9,
63.4, 59.5, 46.5, 45.5, 42.0, 41.4. ESI-HRMS: m/z caled for CoH;7,05 [M+H]" 205.1071, found

205.1075.

Compound 5
Synthesized from 2-deoxy-D-ribose, flash column
HOWCOOH chromatography (CH,Cl,/MeOH = 94:6), 150 mg, 49%
R o) (dr 3:2). Rf 0.63 (CH,Cl,/MeOH = 9:1). Pale yellow
HO viscous oil. 'H NMR (400 MHz, CD;OD): 8 4.52-4.41

(m, 1H), 4.26-4.16 (m, 1H), 4.11 (q, J = 7.2 Hz, 2H),
3.83-3.71 (m, 1H), 3.60-3.46 (m, 2H), 2.88 (dd, J = 16.0 Hz, 7.6 Hz, 1H x 1/3), 2.74 (dd, J = 16.0
Hz, 7.6 Hz, 1H x 2/3), 2.67 (dd, J = 16.0 Hz, 5.2 Hz, 1H x 1/3), 2.63 (dd, J = 16.0 Hz, 5.2 Hz, 1H
x 2/3), 2.60-2.52 (m, 2H), 2.41-2.33 (m, 1H x 1/3), 2.32 (t, J = 7.4 Hz, 2H), 2.02-1.94 (m, 1H x
2/3), 1.83 (quintet, J = 7.2 Hz, 2H), 1.75-1.58 (m, 1H), 1.24 (t, J = 7.2 Hz, 3H). "*C NMR (100
MHz, CD;OD): § 211.3, 210.9, 175.2, 88.9, 87.3, 75.9, 75.8, 74.1, 73.5, 64.0, 63.4, 61.6, 50.2,
43.2, 43.1, 42.0, 41.5, 34.2, 19.9, 14.6. ESI-HRMS: m/z caled for C13H306 [M+H]™ 275.1489,
found 275.1498.

Compound 6
Synthesized  from  2-deoxy-D-ribose,  flash  column
HOW chromatography (CH,Cl,/MeOH = 94:6), 75 mg, 31% (dr 3:2).
o) R 0.64 (CH,Cl,/MeOH = 9:1). Pale yellow viscous oil. 'H
HO NMR (400 MHz, CD;0D): & 4.53-4.41 (m, 1H), 4.25-4.14 (m,
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1H), 3.83-3.71 (m, 1H), 3.60-3.47 (m, 2H), 2.89 (dd, J = 16.4 Hz, 7.6 Hz, 1H x 1/3), 2.75 (dd, J =
16.0 Hz, 7.6 Hz, 1H x 2/3), 2.68 (dd, J = 16.4 Hz, 5.6 Hz, 1H x 1/3), 2.63 (dd, J = 16.0 Hz, 5.2
Hz, 1H x 2/3), 2.54-2.46 (m, 2H), 2.37 (dt, J = 12.8 Hz, 7.8 Hz, 1H x 1/3), 2.03-1.94 (m, 1H x
2/3), 1.74-1.58 (m, 1H), 1.53 (quin, J = 7.6 Hz, 2H), 1.32 (sextet, J = 7.6 Hz, 2H), 0.91 (t, J= 7.6
Hz, 3H). 'C NMR (100 MHz, CD;OD): § 212.3, 212.0, 88.9, 87.3, 75.9, 75.8, 74.1, 73.5, 64.0,
63.4, 50.1, 44.1, 43.9, 42.0, 41.5, 26.9, 26.8, 23.4, 14.3. ESI-HRMS: m/z calcd for C;1Hz Oy
[M+H]" 217.1434, found 217.1436.

Compound 7
Synthesized from 2-deoxy-D-ribose, flash column
o OMe chromatography (CH,Cl,/MeOH = 94:6), 140 mg, 40% (dr 3:2).
HOWOMe R 0.62 (CH,Cl,/MeOH = 9:1). Pale yellow viscous oil. 'H
O NMR (400 MHz, CD;0D): 6 4.566 (s, 1H x 3/5), 4.562 (s, 1H x
2/5), 4.54-4.51 (m, 1H), 4.24-4.17 (m, 1H), 3.80 (dt, J = 4.8 Hz,
4.4 Hz, 1H x 2/5), 3.74 (td, J = 4.8 Hz, 2.8 Hz, 1H x 3/5), 3.60-3.46 (m, 2H), 3.40 (s, 6H), 3.06
(dd, J=17.2 Hz, 7.2 Hz, 1H x 2/5), 2.93 (dd, J=17.2 Hz, 7.2 Hz, 1H x 3/5), 2.78 (dd, J = 17.2
Hz, 5.6 Hz, 1H x 2/5), 2.74 (dd, J = 17.2 Hz, 6.0 Hz, 1H x 3/5), 2.42-2.33 (m, 1H x 2/5), 2.01
(ddd, J=13.2 Hz, 5.4 Hz, 2.0 Hz, 1H x 3/5), 1.74-1.59 (m, 1H). ">C NMR (100 MHz, CD;OD):

0205.8, 205.4, 105.29, 105.27, 88.8, 87.2, 75.36, 75.32, 74.1, 73.6, 64.0, 63.4, 55.3, 55.2, 45.5,
44.6, 42.0, 41.4. ESI-HRMS: m/z calcd for C10H;30¢Na [MJrNa]+ 257.0996, found 257.0995.

HO

Compound 8 (8-1 and 8-2)°
Synthesized from D-arabinose, flash

Ho/\az“‘ﬁ]/\ HO%(\ column chromatography (CH,Cl,/MeOH =
. 0 A 9:1), 143 mg, 70% (8-1:8-2 = 2:3). R¢ 0.52
HO 8-1 OH HO 8-2 O ©OH (CH,Cl1,/MeOH = 9:1). Pale yellow viscous

oil. "H NMR (400 MHz, CD;OD): 6 4.90-
4.80 (m, 1H x 3/5), 4.48 (d, J = 4.8 Hz, 1H x 3/5), 4.20-4.14 (m, 2H x 2/5), 4.10-4.06 (m, 1H x
3/5), 3.99-3.93 (m, 1H x 2/5), 3.87 (dd, J = 13.4 Hz, 3.0 Hz, 1H x 3/5), 3.83-3.76 (m, 3H x 2/5),
3.66 (dd, J=12.0 Hz, 3.4 Hz, 1H x 2/5), 3.60 (dd, J = 12.0 Hz, 5.2 Hz, 1H x 2/5), 2.85-2.70 (m,
2H x 2/5), 2.59-2.47 (m, 2H x 2/5), 2.11 (d, /= 14.4 Hz, 1H x 3/5), 1.91 (dd, /= 14.4 Hz, 6.6 Hz,
1H x 3/5), 1.80-1.59 (m, 2H x 3/5), 1.01 (t, J= 7.2 Hz, 3H x 2/5), 0.91 (t, J = 7.4 Hz, 3H x 3/5).
C NMR (100 MHz, CD;0OD): §212.5, 111.6, 88.4, 85.4, 84.7, 82.3, 81.1, 80.7, 79.7, 78.7, 70.1,
63.4, 47.1, 42.0, 37.5, 32.1, 9.2, 7.9. ESI-HRMS: m/z calcd for CoH;;0s [M+H]" 205.1071,
found 205.1073.

Compound 9 (9-1 and 9-2)°
Synthesized from D-arabinose, flash column chromatography (CH,Cl,/MeOH = 9:1); 9-1, 50 mg,
17%, Rf 0.48 (CH,Cl,/MeOH = 9:1); 9-2, 141 mg, 48%, R¢0.57 (CH,Clo,/MeOH = 9:1).

Compound 9-1°
R¢ 0.48 (CH,Cl,/MeOH = 9:1). Pale yellow viscous oil. 'H

O W
HO/\Q“ ™ TOMe  NMR (400 MHz, CD;OD): § 4.20-4.15 (m, 1H), 4.15 (s, 2H),
. o)

HO OH $7



3.96 (t, J=5.4 Hz, 1H), 3.84-3.80 (m, 2H), 3.67 (dd, /= 12.0 Hz, 3.6 Hz, 1H), 3.59 (dd, J=12.0
Hz, 5.2 Hz, 1H), 3.39 (s, 3H), 2.80 (dd, /= 15.8 Hz, 8.4 Hz, 1H), 2.71 (dd, J = 15.8 Hz, 4.4 Hz,
1H). BC NMR (100 MHz, CDs0D): 6 209.0, 85.4, 82.3, 80.5, 78.9, 78.6, 63.3, 59.6, 43.7. ESI-
HRMS: m/z caled for CoH606Na [MJrNa]+ 243.0839, found 243.0844.

Compound 9-2°
R¢ 0.57 (CH,Cl,/MeOH = 9:1). Pale yellow viscous oil. 'H NMR
Ho/\izj(\ (400 MHz, CD3;0D): 6 4.77 (ddd, J = 5.6 Hz, 4.2 Hz, 1.6 Hz, 1H
OMe  x 1/2),4.71 (dd, J= 5.0 Hz, 4.4 Hz, 1H x 1/2), 4.52 (dd, J = 4.2
HO O OH Hz, 0.8 Hz, 1H x 1/2), 4.45 (dd, J = 4.4 Hz, 0.8 Hz, 1H x 1/2),
422 (d,J=4.8 Hz, IH x 1/2),4.06 (d, J=4.4 Hz, 1H x 1/2), 3.84-3.74 (m, 3H x 1/2), 3.72-3.65
(m, 1H), 3.60 (dd, J = 11.6 Hz, 6.0 Hz, 1H x 1/2), 3.42 (d, J = 8.0 Hz, 2H x 1/2), 3.39 (s, 3H x
1/2), 3.38 (s, 3H x 1/2), 3.36 (d, /= 0.8 Hz, 2H x 1/2), 2.27 (dd, J = 14.4 Hz, 1.6 Hz, 1H x 1/2),
2.24 (dd, J = 14.4 Hz, 5.0 Hz, 1H x 1/2), 2.11 (dd, J = 14.4 Hz, 5.6 Hz, 1H x 1/2), 2.09 (d, J =
14.4 Hz, 1H). >C NMR (100 MHz, CD;0D): § 108.3, 108.1, 94.3, 91.6, 90.0, 89.1, 84.3, 84.1,

79.1,77.9,77.6,77.1, 63.5, 62.4, 59.84, 59.81, 43.2, 41.7. ESI-HRMS: m/z calcd for CoH;s0sNa
[M+Na]" 243.0839, found 243.0843.

Compound 10

o OMe Synthesized from D-arabinose, flash column chromatography
HO (CH,Cl,/MeOH = 93:7), 100 mg, 30%. R¢ 0.57 (CH,Cl,/MeOH =
OMe  9:1). Pale yellow viscous oil. 'H NMR (400 MHz, CD;0D): §
4.77 (ddd, J= 6.4 Hz, 4.4 Hz, 2.0 Hz, 1H x 2/5), 4.66 (dd, J=5.6
Hz, 4.0 Hz, 1H x 3/5), 4.52 (dd, /= 4.4 Hz, 0.8 Hz, 1H x 2/5), 4.39 (dd, /= 4.0 Hz, 0.8 Hz, 1H x
3/5),4.23 (s, 1H x 2/5),4.19 (d, J=5.2 Hz, 1H x 3/5), 4.12 (s, 1H x 3/5), 4.08 (d, /= 4.4 Hz, |H
x 2/5), 3.84-3.75 (m, 3H x 2/5), 3.73-3.64 (m, 2H x 3/5), 3.61 (dd, /= 11.6 Hz, 6.0 Hz, 1H x 3/5),
3.50 (s, 3H x 2/5), 3.49 (s, 3H x 3/5), 3.47 (s, 3H x 2/5), 3.46 (s, 3H x 3/5), 3.40 (d, J = 0.8 Hz,
1H x 3/5), 2.30 (dd, J=14.4 Hz, 5.6 Hz, 1H x 3/5), 2.27 (dd, J = 14.4 Hz, 2.0 Hz, 1H x 2/5), 2.06
(dd, J = 14.4 Hz, 6.4 Hz, 1H x 2/5), 2.00 (d, J = 14.4 Hz, 1H x 3/5). "*C NMR (100 MHz,
CD;0D): 6 109.4, 109.3, 108.4, 107.7, 94.2, 91.8, 90.1, 89.5, 83.9, 83.8, 78.9, 77.7, 63.5, 62.8,
57.88, 57.81, 57.3, 57.0, 42.2, 40.0. ESI-HRMS: m/z calcd for C1oH;30;Na [M+Na]™ 273.0945,

found 273.0943.

HO O OH

4. Transformation of 2c to 11 (Scheme 2)

Procedure of Allylation

To a solution of 2¢ (a mixture of 2¢-1, 2¢-2, and 2¢-3 obtained C-glycosidation reaction of D-
arabinose, 200 mg, 1.05 mmol) in DMF (1.8 mL)-H,O (0.2 mL), allyl bromide (1.00 g, 8.42
mmol) and In (484 mg, 4.21 mmol) were added at room temperature (25 °C), and the mixture
was stirred at the same temperature for 24 h.* The mixture was purified by flash column
chromatography (CH,Cl,/MeOH 9:1) to give 11-1, R¢ 0.54 (CH,Cl,/MeOH 9:1), 117 mg, 48%
and 11-2, Rf 0.50 (CH,Cl,/MeOH 9:1), 97.7 mg, 40%.

S8



Compound 11-1

o . P R¢ 0.54 (CH,Cl,/MeOH 9:1). Colorless oil. 'H NMR (400 MHz,
HO >(\/ CD;0D): 8 5.95-5.80 (m, 1H), 5.12-5.04 (m, 2H), 4.25-4.17 (m,
m OH 1H), 3.97-3.93 (m, 1H), 3.88-3.84 (m, 1H), 3.79-3.73 (m, 1H),
HO ~ OH 3.69 (dd, J = 3.6 Hz, 11.6 Hz, 1H), 3.63 (dd, J = 5.2 Hz, 11.6 Hz,
1H), 2.35-2.23 (m, 2H), 1.89-1.75 (m, 2H), 1.21 (s, 3H x 1/2), 1.20 (s, 3H x 1/2). *C NMR (100
MHz, CD;0OD): § 135.44, 135.41, 118.38, 118.34, 87.1, 87.0, 80.0, 79.95, 79.93, 79.4, 72.7, 72.6,
63.5, 48.3, 47.9, 40.2, 40.0, 27.3, 26.9. ESI-HRMS: m/z caled for CiHOsNa [M+Na]"

255.1203, found 255.1201.

Compound 11-2
o P R¢ 0.50 (CH,Cl,/MeOH 9:1). Colorless oil. 'H NMR (400 MHz,
HO CD;0D): 6 5.95-5.78 (m, 1H), 5.11-5.02 (m, 2H), 4.04-3.97 (m,
OH 1H), 3.96-3.88 (m, 1H), 3.88-3.76 (m, 1H), 3.76-3.49 (m, 3H),
2.35-2.22 (m, 2H), 1.86-1.72 (m, 2H), 1.25-1.13 (m, 3H). "“C
NMR (100 MHz, CD;OD): § (major isomer of 11-2) 135.8, 118.3, 84.7, 83.6, 80.7, 78.5, 73.1,
63.5, 48.1, 45.8, 27.2. ESI-HRMS: m/z caled for C;1HyOsNa [M+Na]™ 255.1203, found
255.1203.

HO  OH
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Current Data Parameters

NAME EJ2015-2-20
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150305

Time 12.21
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 w

F2 - Processing parameters
ST 32768

SF 100.6126124 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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FIDRES 0.122266 Hz
O AQ 4.0894465 sec
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. o) DE 6.50 usec
HO\‘ TE 298.3 K
Z D1 1.00000000 sec
OH TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
2a-2 NUC1 10
Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300079 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
10 9 8 7 6 5 4 2 0 ppm
oI | [ (e IR =10 =]
Qe | =122
o (3] M|
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W/// F2 - Acquisition Parameters
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Time 10.53
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DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
(@) RG 195.88
DW 20.800 usec
DE 6.50 usec
.- (@) TE 299.3 K
HO - D1 2.00000000 sec
- D11 0.03000000 sec
OH TDO 1
======== CHANNEL f1l ========
2a-2 SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 W
PLW13 0.28125000 W
F2 - Processing parameters
SI 32768
SF 100.6126140 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
. il J A .
I i T ) T ) I T I i T T T T I i I T I T I i
200 180 160 140 120 100 80 60 40 20 ppm
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O ======== CHANNEL fl ========
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HO A ‘0, OH Pl 15.00 usec
N (@) PLW1 8.00000000 W
HO
2b'2 F2 - Processing parameters
SI 65536
SF 400.1300077 MHz
WDW EM
SSB 0
l ( LB 0.30 Hz
GB 0
PC 1.00
10 9 8 7 ppm
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Current Data Parameters
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F2 - Acquisition Parameters
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INSTRUM spect
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TD 65536
SOLVENT MeOD
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88
DW 20.800 usec
DE 6.50 usec
TE 299.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 w
== CHANNEL f2 ======
400.1316005 MHz
1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 W
PLW13 0.28125000 w
F2 - Processing parameters
ST 32768
SF 100.6126138 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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D1 1.00000000 sec
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o
======== CHANNEL fl ========
HO SFO1 400.1324710 MHz
NUC1 1H
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2c'2 F2 - Processing parameters
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Current Data Parameters

NAME EJ2015-06-29
EXPNO 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150701

Time 10.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 w
PLW13 0.28125000 W

F2 - Processing parameters
SI 32768

SF 100.6126133 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Current Data Parameters
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F2 - Acquisition Parameters
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INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
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OO SWH 8012.820 Hz
: FIDRES 0.122266 Hz
AQ 4.0894465 sec
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N DW 62.400 usec
HO DE 6.50 usec
TE 298.5 K
D1 1.00000000 sec
2c-3 TDO 1
= == CHANNEL f1 ==
SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300098 MHz
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SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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F2 - Acquisition Parameters
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TD 65536
SOLVENT CDC13
NS 1024
DS 4
0] SWH 24038.461 Hz
O FIDRES 0.366798 Hz
O. AQ 1.3631488 sec
RG 195.88
DW 20.800 usec
N DE 6.50 usec
HO TE 299.5 K
D1 2.00000000 sec
D11 0.03000000 sec
2¢-3 TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 W
F2 - Processing parameters
SI 32768
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WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
N . .\ "
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Current Data Parameters
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1

F2 - Acquisition Parameters

Date_
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C) SWH
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DW
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ol oo+~ (=18 o ™

SOLVENT

20141
9

212
.17

spect
5 mm PABBO BB/
zg30

65

536

MeOD

8012.
0.122
4.0894
71

62.

6

29
1.00000

CHANNEL f1
400.1324

15

8.00000

65

50
2
820
266
465
.01
400
.50
8.4
000
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1H
.00
000
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F2 - Processing parameters

400.1300078 MHz

EM

0.30 Hz

1.

00
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CD,0D

—109.43
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48.93
48.72
48.51
44.39

—25.09

200 180

Current Data Parameters

NAME 2014-12-12
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141214

Time 10.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 100.6228293 MHz
NUC1l 13C

Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SFO02 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 w
PLW13 0.28125000 w

F2 - Processing parameters
SI 32768

SF 100.6126125 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Current Data Parameters

NAME EJ2015-06-29
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150629
Time 15.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 31.13

DW 62.400 usec
DE 6.50 usec
TE 0

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H

Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536

SF 400.1300078 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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210.26
210.19
210.11

<

108.00
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91.68

89.23
1

83.88
82.33

82.14
81.78
79.87
79.17
78.34
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75.26
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78.71
71.15
62.06
62.02
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61.38
49.78
49.57
49.36
49.15
48.93
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e NV [ i =

Current Data Parameters

NAME EJ2015-06-29
EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150702

Time 11.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 w
PLW13 0.28125000 W

F2 - Processing parameters
SI 32768

SF 100.6126138 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

(0]
HO : o
HO OH
2d-1
(0]
HO 'U() OH
HO

2d-2

I i I i I ) T I " T T I i I i I i I i T ) I )

200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME EJ2016-06-08

B e 1

<
~
~ Current Data Parameters
~

F2 - Acquisition Parameters
Date_ 20160608
Time 10.41
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 31.13
DW 62.400 usec
DE 6.50 usec
TE 298.6 K
D1 1.00000000 sec
TDO 1

HO' ======== CHANNEL f1l ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec

2d 3 PLW1 8.00000000 W

F2 - Processing parameters
SI 65536
SF 400.1300073 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

10 9 8 7 6 1 0 ppm

5 4 3 2
MNO(—(O|F V|V |O[WV|Wv
Ol |Olo|o/lo|~o|o|N
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o <
N A AN ONT AFSON- O TN AHNOO Current Data Parameters
PR aeaeadaoaYaennaaannnenn NAME EJ2016-06-08
— MHOANNDIDNONDAANO OOCOOWOWOWIr OO EXPNO 10
AN N QOO NNV TN
PROCNO 1
v ‘\\N\ / \IW/ F2 - Acquisition Parameters
Date_ 20160608
Time 15.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT MeOD
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88
DW 20.800 usec
DE 6.50 usec
TE 299.6 K
N D1 2.00000000 sec
HO D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
2d 3 SFO1 100.6228293 MHz
= NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 W
F2 - Processing parameters
SI 32768
SF 100.6126144 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
LRIV RS- ———
I i T ! I I ! I ! I T I T T I i T ) I
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME
EXPNO
PROCNO

Current Data Parameters

EJ2015-06-29
9
1

F2 - Acquisition Parameters

Date_ 20150629
Time 16.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec

(0] RG 31.13
DW 62.400 usec
DE 6.50 usec

' TE 0 K
HO OH D1 1.00000000 sec

c)}{ TDO 1
======== CHANNEL fl ========

Ze SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 w
F2 - Processing parameters
SI 65536
SF 400.1300077 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

I I I I
10 9 8 7 ppm
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_—210.81

™~209.55

o)
o 0o
HO OH
OH
2e
v - et h LT RSO | S -
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200 180 160 140 120 100 80 60 40 20 0 ppm

Current Data Parameters

NAME EJ2015-06-29
EXPNO 27
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150703

Time 15.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 W

F2 - Processing parameters
SI 32768

SF 100.6126134 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

S27



MNONOANAEMNMONUOVUNINATNLIITONNOAHOAVEVEANMNMOMONENASE ANDAXNOENNDEOO T TN T W
FANOOAFLVWITMNMNNANDAHAONONTNANDODNAHDANODOWODOTITNNADOVULNALMHOOETLMHATWOVWMNMANAHODNNDOLLITNOMADN
PN T T TANAAOOEEEENOOVOOTINNNOEEREEVOOVOVONNVDMMNMMONNAEE~-OOOOOOVOOoOoN
TYTILLTLLLLOOOONNOOONNOONNNNNNNNNNNNNNNNNNNNNNNNNAAAAAAA A A A A A A A A A~ O
(A T T T S B |Lphhhii-----i.i==:§§§§§§§§§§%\b&?ﬁé&)
HO' O
T T T T T T T T T T [ T T T [ T T T T [ T T T [ T T T T T
o | R (N| (D[~ |O|IN || «©
olo oo Mo |om(vo (=]
ol [Oo/lN| [olo|~INo|o|v~ N

Current Data Parameters

Hz
Hz
sec

usec
usec

sec

NAME EJ2015-05-01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150501
Time 8.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 30
DS 2
SWH 8012.820
FIDRES 0.122266
AQ 4.0894465
RG 31.13
DW 62.400
DE 6.50
TE 298.3
D1 1.00000000
TDO 1

CHANNEL f1l =

400.1324710
1H

15.00
8.00000000

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

65536
400.1300078
EM

0
0.30

0
1.00

MHz

Hz

S28
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212.33
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Current Data Parameters

NAME EJ2015-05-01
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150501

Time 9.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 w
PLW13 0.28125000 w

F2 - Processing parameters
SI 32768

SF 100.6126122 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

S29



WO EAHODANAHNDEEHULILOOODMAHONOANHINIANTNODAANMNMANMNMNDWOANONNWOAULNDNDOTEWOAWOHONWHL®
NOOXMEFMNOOITMNOOOTNWLAADWOUNMANODDHOANNT LN AHOTNONAHNDONONCEWOWLITNAHONNOWENOM
DT ITNNNAAODOEEEOOOOOOOTOOONONDOOEEEEOOOONTNMMOONAN== OOV Current Data Parameters
I B P D B B B S S S P DR VL EJ2015-05-01
P T T T SR SN S S N EXPNO 3
F2 - Acquisition Parameters
Date_ 20150501
Time 10.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT MeOD
NS 30
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 31.13
@) DW 62.400 usec
DE 6.50 usec
HO TE 298.5 K
R OMe D1 1.00000000 sec
\
HO 0] TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
4 NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 w
F2 - Processing parameters
SI 65536
SF 400.1300079 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
LMJUM‘J*
I I I I I I I I I I I I
10 9 8 7 6 5 4 3 2 1 0 ppm

OV (D (D
] il B S e el L = A A = L
ir=lr-~NNO
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209.18
208.84

p

ONOAMONOANANDNDNO WO M~ 0N
AT OOOWADNIOEOMN AN OWLWN O

D Current Data Parameters
O~ WOWHTMMMO OO OO WL N NAME EJ2015-05-01
O~~~ O WLW S T EXPNO a

=SNGy e— PROCIO :

F2 - Acquisition Parameters

Date_ 20150501
Time 11.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT MeOD
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
0] A0 1.3631488 sec
RG 195.88
HOW DW 20.800 usec
K OMe DE 6.50 usec
HO (0] TE 299.3 K
D1 2.00000000 sec
4 D11 0.03000000 sec
TDO 1
== CHANNEL f1 ===
SFO1 100.6228293
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 W
F2 - Processing parameters
SI 32768
SF 100.6126134 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

——— 1 - T - T -~ 1 "~ T - T "~ T "~ T " T " T
200 180 160 140 120 100 80 60 40 20 0 ppm

S31
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_
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/

L

h
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4

1.00

ARRERE
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T

0 ppm

Current Data Parameters

NAME EJ2015-03-09
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150309

Time 10.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 54.59

DW 62.400 usec
DE 6.50 usec
TE 298.7 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H

Pl 15.00 usec
PLW1 8.00000000 W

F2 - Processing parameters
SI 65536

SF 400.1300080 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

S32



211.31
210.95
175.22
88.95
87.34
75.93
75.84
74.16
73.57
64.04
63.47
61.61
50.23
49.79
49.57
49.36
49.15
48.94
48.72
48.51
43.22
43.10
42.02
41.50
34.24
19.96
14.66

V T—sShNNee—

HO
HO 0 CO,Et

| | | | T | | | | | |
200 180 160 140 120 100 80 60 40 20 0 ppm

Current Data Parameters

NAME EJ2015-03-09
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150309

Time 10.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 W

= CHANNEL f2 == =
SF02 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 w
F2 - Processing parameters
SI 32768
SF 100.6126126 MHz
WDW EM
SSB
LB 1.00 Hz
GB
PC 1.40

S33



MO~ OWMIEMITONOINOANNOVODANDANETDIAT OO MO HOOWNOWOWHMITWWOO —NML YW Current Data Parameters
CO-WVWITNNVONLITONNAHTDDOITINODOITNONONDANTOMNAOAWNTOMADNITO ANM D NAME EJ2015-05-01
NIITTNAARCCCDONDNMOOCEECSOVOLOVNNTICANATECVONWVIDIMOMN O ® EXPNO 5
TSI TONNNOONNNONNNNNNNNNNNNNNNNAAAAAAAAAAAAAAA A A OO O PROCNO 1
| SN S TS N S N S e —
N\
Date_ 20150501
Time 11.22
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 30
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
(@) RG 31.13
DW 62.400 usec
HO DE 6.50 usec
A TE 298.6 K
N D1 1.00000000 sec
HO o TDO 1
6 ======== CHANNEL f1l ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300078 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

10 9 8 7 6 5 4 3 2 1 0 ppm

[=3F=] Q0| (MN(D|WVINO|N(T | D] (I
2l |12|2] |22 =2|e||2
| - N Olo|Ir~INIOIOIr~|NIN| (™
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o O
™M o N MOANNDOT[~-0NH0OVWTMHMOOLW O 0 LN
.. DM OO ANNOT AT M HOTWOAHOHOOW OO M
N N Current Data Parameters
— OO FOTNONNNONWOMMOTMN OO NAME EJ2015-05-01
NN OSSN OON T T TNNN A EXPNO 6
\/ ‘\‘\ﬁ\‘\ﬂw‘%////%/ PROCNO 1
F2 - Acquisition Parameters
Date_ 20150501
Time 12.22
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT MeOD
NS 1024
DS 4
(@) SWH 24038.461 Hz
FIDRES 0.366798 Hz
HO A0 1.3631488 sec
A RG 195.88
N DW 20.800 usec
HO O DE 6.50 usec
TE 299.3 K
D1 2.00000000 sec
6 D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 w
F2 - Processing parameters
ST 32768
SF 100.6126122 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I ! I T T ! I i | i T i I i T i | i I ! I T
200 180 160 140 120 100 80 60 40 20 0 ppm
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LCATO NN HOAIVLATNOOTNNOMNIIICT AN AATTOTOOVNNTANAMNMULAOANATNONTOITOSENMOAOAMT OO O~
LONOODXDOFTN—AONNDDAHAHAI NI NOOLMNANNAONVDOAAAOCONTTMNUOUIT AOANOVVNOODVOWOONDMANAHON®OM
NI ILFTISNNNAAAHOTCEECOOOOONSTIFTOMOMOOMNOOCOOCOOOOOEEETMNMMOOCOONESWWYW WY
T LIIISIISIIITIONONOOOOOOOOOONONNNMOMNMOMOMOMOMOONNNNNNNNNNNNNNNAAAAAAAAAA
[ R T T TR S SR T N N8 Ll L
HO' o
NMO(MmOoV oV MV||(| [N
ce|leie e etiee e~
| OO0 NY|ICO||O||lo] |~

Current Data Parameters

Hz
Hz
sec

usec
usec

sec

NAME EJ2015-07-17
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150717
Time 10.41
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
DS 2
SWH 8012.820
FIDRES 0.122266
AQ 4.0894465
RG 31.13
DW 62.400
DE 6.50
TE 298.4
D1 1.00000000
TDO 1
CHANNEL f
400.1324710
1H
15.00
8.00000000

F2 - Processing parameters

65536
400.1300075
EM

0
0.30

0
1.00

MHz

Hz

S36



~_~205.89
~-205.44

o ™~

NANAOLNNONOWAOTOT O TNNOLWLW O
TPONMM EAHOOTNANATLMHAASOLW OO

LOLD) + o o o & o & s & s s s e e e a4 e e e e

QOO WOW TN MWW OO O WO LW I N

OO OO S T

NSNS

e) OMe
HO
< OMe
HO 0
7
" W . wh e
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200 180 160 140 120 100 80 60 40 20 0 ppm

Current Data Parameters

NAME EJ2015-07-17
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150717

Time 15.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 W
PLW13 0.28125000 W

F2 - Processing parameters
SI 32768

SF 100.6126137 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

S37



4.867
4.493
4.481
4.189
4.164
4.160
4.077
4.073
3.972
3.958
3.945
3.890
3.882
3.856
3.849
3.816
3.803
3.784
3.653
3.645
3.617
3.604
3.587
3.309
2.790
2.768
2.754
2.554
2.549
2.536
2.531
2.519
2.514
2.130
2.094
1.936
1.919
1.900
1.884

Ry ———

]

N

M

OCMOEOOMINE O I~ ®O
PDOILNEOLTANMAO MO
FENSLWOOOOOO R
AAdA—AAAAAA~A A0 NAME
EXPNO
PROCNO

Current Data Parameters

EJ2015-04-12
1
1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

SI
SF
WDW
SSB
LB
GB
PC

-—

IR A B I IR I I I

5 4 3
QOO0+ |O|O|v

10 9 8 7 6

0
Y
-

Ty
@
clo

.87

AR R I I
1 0 ppm

(M
@@
-~ |N

.78

-

20150412
18.43
spect

5 mm PABBO BB/
zg30

65536

MeOD

16

2

8012.820
0.122266
4.0894465
31.13
62.400
6.50

298.2
1.00000000

CHANNEL f1
400.1324710

1H

15.00

Hz
Hz
sec

usec
usec

secC

usec

8.00000000 w

F2 - Processing parameters

65536
400.1300082 MHz
EM
0
0.30 Hz
0
1.00
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3'% gkommcnxo[\oaz\ﬁmoo&omvm-—cmmmm
. TN AT AYT DO AT HO DA OM
S :oomvmaomooommmmmooooool\mr\m Nm Current Data Parameters
| TSN I\Nee= :
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150412
Time 19.42
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
O . TD 65536
oY SOLVENT MeOD
ﬁ]/\ + HO NS 1024
DS 4
N o SWH 24038.461 Hz
OH HO OH FIDRES 0.366798 Hz
AQ 1.3631488 sec
8_2 RG 195.88
DW 20.800 usec
DE 6.50 usec
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SFO02 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 W
F2 - Processing parameters
SI 32768
SF 100.6126139 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
“L PC 1.40
MIMW
I T T T T T T T T i T T T T T i T i T T I T
200 180 160 140 120 100 80 60 40 20 0 ppm
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SRS G- TR IR SR RS SRR S Current Data Parameters
— OO O) 0 000 WWWWWWWYWWOWOWLMMMMOW W ™~ ™~~~ W NAME EJ2015-06-29
e R e R R R R R R e R R R R R R R R R R SR RN NN EXPNO 3
F2 - Acquisition Parameters
Date_ 20150629
Time 15.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
O DS 2
W SWH 8012.820 Hz
HO a \n/\OMe FIDRES 0.122266 Hz
AQ 4.0894465 sec
R O RG 27.4
N DW 62.400 usec
HO OH DE 6.50 usec
TE 0 K
9-1 D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300075 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
W .
10 9 8 7 6 5 1 0 ppm

QoM T|Io|D[D (O
OIN|[r~|N|™|r=[M|vr|+r
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e}
© OO VRHO RNV TN LD Current Data Parameters
o ToweaYnyadanen NAME EJ2015-06-29
o DN OOCOMO O)YO)YO) O 00 O O ™M EXPNO 22
~N 00 00 0 [~ [~ WL < < < <P << << PROCNO 1
\\\v \\W/ F2 - Acquisition Parameters
Date_ 20150702
Time 9.57
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT MeOD
NS 1024
DS 4
SWH 24038.461 Hz
O R FIDRES 05326733 Hz
oY AQ 1.36314 sec
HO \ﬂ/\OMe RG 195.88
O DW 20.800 usec
K DE 6.50 usec
TE 0 K
HO OH D1 2.00000000 sec
9_1 D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SF02 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 W
PLW12 0.28125000 W
PLW13 0.28125000 w
F2 - Processing parameters
SI 32768
SF 100.6126161 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
- INETS A | m "
! I T I T I ) I ! I ) T ! I i I T I ) T ) I i
200 180 160 140 120 100 80 60 40 20 0 ppm
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~4.776
L4.765
L 4.724
-4.712
L 4.700
L 4.532
L 4.530
L 4.522

4.520
-4.459

HO

l

4.457
4.448
4.446
4.228
4.216
4.073
4.062
3.825
3.821
3.814
3.810
3.805
3.798
3.783
3.778

OMe

1 0 ppm

10

9

8

7

6

Current Data Parameters

NAME EJ2015-06-29
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150629
Time 15.36
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 49.09

DW 62.400 usec
DE 6.50 usec
TE 0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H

Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536

SF 400.1300078 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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9-2
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Current Data Parameters

NAME EJ2015-06-29
EXPNO 16
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150630

Time 15.42
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 w
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 w
PLW13 0.28125000 w

F2 - Processing parameters
ST 32768

SF 100.6126128 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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(0] OMe

HO

OMe
OH

10

J

10 9 8 7

1 0 ppm

Current Data Parameters

NAME EJ2015-07-24
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150724

Time 15.15
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 54.59

DW 62.400 usec
DE 6.50 usec
TE 299.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H

Pl 15.00 usec
PLW1 8.00000000 W
F2 - Processing parameters
SI 65536

SF 400.1300077 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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109.42

oY
o o
~

107.78
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89.59
83.93
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78.92
77.79
63.53
62.82
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49.79
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Current Data Parameters

NAME EJ2015-07-24
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150729

Time 10.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 195.88

DW 20.800 usec
DE 6.50 usec
TE 299.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
PLW1 70.00000000 W
======== CHANNEL f2 ========
SFO02 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 8.00000000 w
PLW12 0.28125000 W
PLW13 0.28125000 W

F2 - Processing parameters
ST 32768

SF 100.6126125 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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. . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . NAME EJ2015_04_16
OOOLOOLOOLOLOOWLWOFOOMOOOMOOMMOMONNAAAAAAA A A EXPNO 1

e NI\ e e 1

F2 - Acquisition Parameters

Date_ 20150416
Time 9.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
DS 2
(o) \ SWH 8012.820 Hz
oY = FIDRES 0.122266 Hz
HO AQ 4.0894465 sec
: HO CHs o 62. 100
S OH . usec
HO DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
11-1 DO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 15.00 usec
PLW1 8.00000000 w
F2 - Processing parameters
SI 65536
SF 400.1300076 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
I I T I I I T I T T T T
10 9 8 7 5 4 3 2 1 0 ppm
< ™ Wvﬁj ) (o (N
] @ |@|aeg|a|a o o |@
o N OIo|Ir~|r|v|vr - N N
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Current Data Parameters

NAME
EXPNO
PROCNO

EJ2015-04-16
7
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

CPDPRG([2
PCPD2
PLW2
PLW12
PLW13

20150416
10.57
spect

5 mm PABBO BB/
zgpg30
65536
MeOD
1024
4
24038.461 Hz
0.366798 Hz
1.3631488 sec
195.88
20.800 usec
6.50 usec
299.3 K
2.00000000 sec
0.03000000 sec

CHANNEL f1l ========
100.6228293 MHz
13C
10.00 usec
70.00000000 W

CHANNEL f2 ========
400.1316005 MHz
1H
waltzlé
80.00 usec
8.00000000 W
0.28125000 W
0.28125000 W

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
100.6126468 MHz
EM
0
1.00 Hz
0
1.40
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5.902
5.888

5.865
5.856
5.845
5.822
5.084
5.053
4.031
4.013
4.001
3.982
3.955
3.940
3.916
3.876
3.869
3.805
3.798
3.741
3.717
3.713
3.688
3.664
3.643
3.629
3.614
3.599
3.555
3.526
3.313
3.310
2.306
2.288
2.259
1.841
1.830

NAME
EXPNO

1.803
1.793
1.777
1.757
1.212

1.200
1.161

HO

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS
DS
SWH
FIDRES
o AQ

= RG
DW

\ HO CHs DE

SI
SF
WDW
SSB
LB
GB
PC

|
10 9 8 7 6 5

EJ2015-04

20150
9

Current Data Parameters

-16
3
1

416
.37

spect

5 mm PABBO
4
65

BB/
g30
536

MeOD

8012.
0.122
4.0894
17

62.

6

29
1.00000

CHANNEL f1
400.1324

15

16
2
820
266
465
.32
400
.50
8.2
000
1

710
1H
.00

F2 - Acquisition Parameters

usec

8.00000000 W

F2 - Processing parameters

65536
400.1300075 MHz
EM
0
0.30 Hz
0
1.00
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HO
11-2

HO CHjs
OH

135.95

135.81

T T

200

T
180

T
160

T
140

T
120

|
100

Current Data Parameters

NAME
EXPNO
PROCNO

EJ2015-08-04
2
1

F2 - Acquisition Parameters

Date_
Time

INSTRUM

PROBHD

PULPROG

TD

SOLVENT

NS

DS

SWH
FIDRES
AQ

RG

DW

DE

NUC2

CPDPRG[2

PCPD2
PLW2

PLW12
PLW13

20150805
10.25
spect

5 mm PABBO BB/
zgpg30
65536
MeOD
1200
4
24038.461 Hz
0.366798 Hz
1.3631488 sec
195.88
20.800 usec
6.50 usec
299.5 K
2.00000000 sec
0.03000000 sec

CHANNEL fl ========
100.6228293 MHz
13C
10.00 usec
70.00000000 W

CHANNEL f2 ========
400.1316005 MHz
1H
waltzlé
80.00 usec
8.00000000 W
0.28125000 W
0.28125000 W

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
100.6126127 MHz
EM
0
1.00 Hz
0
1.40
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