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General experimental procedure

All reactions were performed under an argon atmosphere unless otherwise stated. Ethereal
solvents (anhydrous; Kanto Chemical Co., Inc.) were purified under argon by using an Organic
Solvent Pure Unit (Wako Pure Chemical Industries, Ltd.). Dichloromethane and 1,2-
dichloroethane were distilled successively from P,Os and CaH» and stored over 4A molecular
sieves. For thin-layer chromatography (TLC) analysis, Merck pre-coated plates (TLC silica gel
60 Fas4, Art 5715, 0.25 mm) were used. Silica-gel preparative thin-layer chromatography (PTLC)
was performed using plates prepared from Merck silica gel 60 PF2s4 (Art 7747). For flash column
chromatography, silica gel 60N (Spherical, neutral, 63-210 um) from Kanto Chemical was used.
Melting point (mp) determinations were performed using a Yanaco MP-500 instrument or a
METTLER TOLEDO MP 70 melting point system, and are uncorrected. 'H- and *C-NMR were
measured on a Bruker Avance 11 600 (600 MHz) spectrometer in the solvent indicated; Chemical
shifts () are expressed in parts per million (ppm) downfield from internal standard
(tetramethylsilane, 0.00 ppm or 7.26 ppm for CDCl;), and coupling constants (J) are reported as
hertz (Hz). Splitting patterns are indicated as follows: s = singlet, d = doublet, t = triplet, q =
quartet, sept = septet, m = multiplet, br = broad. Infrared (IR) spectra and Attenuated total
reflectance Fourier-transform infrared (ATR-FTIR) spectra were recorded by using a Thermo
Fisher SCIENTIFIC NICOLET iS5 FTIR spectrometer. Optical rotations ([o]p) were measured
on a JASCO DIP-1000 polarimeter. High-resolution mass spectra (HRMS) were obtained with a
Bruker micrOTOF—QII (ESI or APCI). Gel permeation chromatography (GPC) was performed
on Japan Analytical Industry LC-918 (recycle preparative HPLC), on a Shimamura YRU-880
midget RI/UV monitor with a polystylene gel column (JAIGEL-1H and 2H, 20 mm ¢ x 600 mm),

using chloroform as solvent.
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O-Glycoside 7 and 8

OAc Sc(OTf)s ‘

(2.0 equiv)

o7, wo ®
NH ¥ W W
BnO COCF3 Drierite® NH

. -35—--30°C
(2.0 equiv) 20 min 7 8
77% 17%

Drierite® (76.4 mg) was placed in 10 mL two necked, round-bottom flask, and dried by heating
with a heat gun under vacuum. After cooling to room temperature, the flask was filled with argon
and charged with B-naphthol (2) (7.5 mg, 0.0518 mmol), L-vancosaminyl acetate 6 (10.1 mg,
0.0259 mmol) and 1,2-dichloroethane (1.0 mL). To the mixture was added Sc(OTf); (25.5 mg,
0.0518 mmol) at —35 °C. The reaction mixture was stirred and gradually warmed to —30 °C over
20 min, and then quenched by addition of saturated aqueous NaHCOs. After filtration through a
Celite® pad, the products were extracted with EtOAc (x3), and the combined organic extracts
were washed with brine, and dried over Na,SO4. After filtration, removal of the solvents in vacuo
and purification by PTLC (silica gel, hexane, CH,Cl,, EtOAc = 10/4/1) afforded a-O-glycoside
7 (9.5 mg, 77%) as white needles and B-O-glycoside 8 (2.1 mg, 17%) as a colorless oil.

a-O-glycoside 7: Rr 0.49 (hexane, CH.Cly, EtOAc = 10/4/1); [a]o® —131 (c 1.53, CHCl3); mp
97.2-98.2 °C; "H NMR (600 MHz, CDCl5) § 1.34 (d, 3H, J = 6.6 Hz), 1.91 (s, 3H), 2.29 (dd, 1H,
J=13.8,3.3 Hz), 3.35 (brd, 1H, J = 13.8 Hz), 3.56 (brs, 1H), 4.30 (brq, 1H, J = 6.6 Hz), 4.57 (d,
1H, J=11.4 Hz), 4.85 (d, 1H, J = 11.4 Hz), 5.75 (brd, 1H, J = 3.3 Hz), 6.62 (brs, 1H, NH), 7.19
(brd, 1H, J = 9.0 Hz), 7.34-7.40 (m, 6H), 7.43 (t, 1H, J = 8.4 Hz), 7.45 (brs, 1H), 7.73 (d, 1H, J
=8.4H),7.75(d, 1H,J=9.0 Hz), 7.77 (d, 1H, J = 8.4 Hz); *C NMR (150 MHz, CDCl;) § 17.6,
23.3,35.4,55.4,65.1,76.3,80.4,95.3,110.3, 115.5 (q, Jor = 287 Hz), 118.9, 124.1, 126.4, 127.1,
127.6,128.1, 128.5, 128.8, 129.4, 129.5, 134.4, 137.0, 154.5, 156.4 (q, Jcr = 36.0 Hz); IR (neat)
3374, 2985, 2939, 1725, 1629, 1600, 1511, 1468, 1391, 1346, 1254, 1208, 1178, 1107, 1058,
1016, 813, 753, 704 cm™'; HRMS (ESI-TOF) calcd for CosHasF3NNaO4 ([M+Na]") m/z 496.1706,
found m/z 496.1715.

B-O-glycoside 8: R 0.42 (hexane, CH,Cl,, EtOAc = 10/4/1); [a]p® +2.38 (¢ 0.137, CHCL3); mp
97.2-98.2 °C; "H NMR (600 MHz, CDCl3) & 1.48 (d, 3H, J= 6.6 Hz), 1.72 (s, 3H), 2.28 (brd, 1H,
J=12.6 Hz), 3.35 (dd, 1H, J=12.6, 8.4 Hz), 3.54 (brs, 1H), 4.12 (brq, 1H, J= 6.6 Hz), 4.56 (d,
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1H, J = 11.4 Hz), 4.85 (d, 1H, J = 11.4 Hz), 5.40 (dd, 1H, J = 8.4, 1.8 Hz), 6.57 (brs, 1H, NH),
7.19 (brd, 1H, J=9.0 Hz), 7.34-7.40 (m, 7H), 7.44 (dd, 1H, J= 8.4, 7.8 Hz), 7.73 (d, 1H, J= 8.4
H), 7.74 (d, 1H, J=9.0 Hz), 7.77 (d, 1H, J = 7.8 Hz); >*C NMR (150 MHz, CDCl5) § 17.9, 21.8,
37.3,56.6,69.7,76.0,79.2,96.4,110.6, 115.4 (q, Jor = 288 Hz), 119.1, 124.2, 126.3, 127.1, 127.7,
128.0, 128.4, 128.8, 129.4, 129.8, 134.3, 137.0, 154.9, 156.5 (q, Jcr = 36.0 Hz); IR (neat) 3366,
3062, 2984, 2924, 1723, 1631, 1600, 1512, 1467, 1389, 1354, 1254, 1217, 1176, 1062, 960, 844,
814,751,704 cm™'; HRMS (ESI-TOF) calcd for CasHasF3sNNaO4 ([M+Na]") m/z 496.1706, found
m/z 496.1709.

O-Glycoside 12 and 13

BF4-OEt, ”‘ﬂe ‘
OAc  HO (2.0 equiv) o) O
0
W + ﬁﬁ “ ¥ ﬁg}j‘o

BnoNs Drierite®, CH,Cl,

5 -78 - -55°C,20min gpO'\3 snoNs
1 (2.0 equiv) 12 13
45% 15%
HO HO

BnO O O +
T
N3 “ O BnON3

14 15
36% 3%

Drierite® (80.0 mg) was placed in 20 mL two necked, round-bottom flask, and dried by heating
with a heat gun under vacuum. After cooling to room temperature, the flask was filled with argon
and charged with 3-naphthol (2) (7.5 mg, 0.052 mmol), L-vancosaminyl acetate 11 (8.3 mg, 0.026
mmol) and dichloromethane (1.0 mL). To the mixture was added BF3-OEt,(7.0 uL, 0.052 mmol)
at —78 °C. The reaction mixture was stirred and gradually warmed to —55 °C over 20 min, and
then quenched by addition of saturated aqueous NaHCOs. After filtration through a Celite®™ pad,
the products were extracted with EtOAc (%3), and the combined organic extracts were washed
with brine, and dried over Na,SOs. After filtration, removal of the solvents in vacuo and
purification by PTLC (silica gel, hexane, EtOAc = 5/1) afforded o.-C-glycoside 14 (3.8 mg, 36%)
as a colorless oil, a-O-glycoside 12 (4.7 mg, 45%) as a colorless oil, 3-O-glycoside 13 (1.6 mg,
15%) as a colorless oil, and mixture of B-naphthol and (-C-glycoside 15 as a white solid. The
mixture was purified by GPC (CHCIs) to afford B-C-glycoside 15 (0.3 mg, 3%) as a colorless oil.
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Data of 14 and 15 was recorded in the main text.

a-O-glycoside 12: Ry 0.69 (hexane, EtOAc = 3/1); [a]p” —113 (¢ 1.57, CHCls); '"H NMR (600
MHz, CDCl3) 6 1.16 (d, 3H, J = 6.6 Hz), 1.66 (s, 3H), 2.02 (brd, 1H, J=13.5 Hz), 2.52 (dd, 1H,
J=13.5,4.2 Hz), 3.19 (brs, 1H), 4.13 (brq, 1H, J = 6.6 Hz), 4.61 (d, 1H, J = 10.8 Hz), 4.97 (d,
1H, J=10.8 Hz), 5.84 (brd, 1H, J=4.2 Hz), 7.19 (brd, 1H, J= 9.0 Hz), 7.29-7.37 (m, 4H), 7.41—
7.44 (m, 4H), 7.72 (d, 1H, J = 8.4 Hz), 7.74 (d, 1H, J = 9.6 Hz), 7.76 (d, 1H, J = 9.0 Hz); °C
NMR (150 MHz, CDCL;) & 17.2, 24.7, 34.4, 61.7, 66.0, 75.8, 81.5, 94.5, 110.3, 118.8, 124.1,
126.4,127.1,127.6, 127.9, 128.4, 128.5, 129.3, 129.5, 134.4, 137.8, 154.5; IR (neat) 2936, 2093,
1629, 1600, 1511, 1467, 1389, 1360, 1254, 1212, 1181, 1100, 1063, 1012, 997, 920, 890, 847,
811, 753, 699, 630 cm™'; HRMS (ESI-TOF) calcd for Co4H2sN3NaO; ([M+Na]") m/z 426.1788,
found m/z 426.1779.

B-O-glycoside 13: Ry 0.42 (hexane, EtOAc = 3/1); [a]p® +31.6 (¢ 0.110, CHCl3); 'H NMR (600
MHz, CDCl3) 6 1.29 (d, 3H, J = 6.0 Hz), 1.40 (s, 3H), 2.01 (brd, 1H, J = 12.0 Hz), 2.55 (dd, 1H,
J=12.0, 10.2 Hz), 3.12 (brs, 1H), 3.93 (brq, 1H, J= 6.0 Hz), 4.64 (d, 1H, J=11.7 Hz), 4.97 (d,
1H, J = 11.7 Hz), 5.35 (brd, 1H, J = 10.2 Hz), 7.22 (brd, 1H, J= 9.0 Hz), 7.30 (dd, 1H, J=9.0
Hz), 7.34-7.36 (m, 4H), 7.42-7.45 (m, 3H), 7.72 (d, 1H, J = 8.4 Hz), 7.74 (d, 1H, J = 9.0 Hz),
7.77 (d, 1H, J = 8.4 Hz); *C NMR (150 MHz, CDCls) § 17.4, 23.4, 36.0, 62.5, 70.2, 75.7, 80.9,
97.0, 110.7, 119.2, 124.2, 126.3, 127.1, 127.7, 127.9, 128.3, 128.5, 129.4, 129.8, 134.3, 137.6,
155.0; IR (neat) 2875, 2102, 1629, 1600, 1510, 1467, 1388, 1254, 1216, 1178, 1087, 1063, 854,
816, 754 cm™'; HRMS (ESI-TOF) calcd for C24HsN3NaO; ([M+Na]") m/z 426.1788, found m/z
426.1781.

Synthesis of L-vancosaminyl acetate 19

1) NaOH
WOMe ) MaOH, rt WOMe
NH

NH
HO Cocr, 2) CDI, DIEA O\\
DMF, 50 °C Y
31%
16 (2 steps) 17

Trifluoroamide 16' (106 mg, 0.390 mmol) was dissolved in a 3% NaOH solution of methanol (1

1 K. Kitamura, M. Shigeta, Y. Maezawa, Y. Watanabe, D.-S. Hsu, Y. Ando, T. Matsumoto, K. Suzuki,
J. Antibiot. 2013, 66, 131-139.
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mL). After stirring at room temperature for 2.5 h, the reaction mixture was acidified by Dowex®,
filtered (washed with MeOH) and concentrated in vacuo. To a solution of the crude material in
DMF (1 mL), DIEA (204 pL, 1.17 mmol) and CDI (126 mg, 0.780 mmol) was added at room
temperature. After stirring at 50 °C for 5 h, the reaction was concentrated in vacuo. The residue
was purified by flash column chromatography (silica gel, CHCl;/MeOH = 18/1) to afford

carbamate 17 (24.1 mg, 31%) as colorless oil.

carbamate 17: Ry 0.41 (CHCls, MeOH = 10/1); [a]p® +107 (¢ 1.51, CHCl3); '"H NMR (600 MHz,
CDCls) 8 1.38 (s, 3H), 1.41 (d, 3H, J= 6.5 Hz), 1.78 (dd, 1H, J = 13.8, 7.2 Hz), 1.90 (dd, 1H, J
=13.8, 2.5 Hz), 3.43 (s, 3H), 3.78 (qd, 1H, J = 6.5, 1.7 Hz), 3.88 (d, 1H, J = 1.7 Hz), 4.45 (dd,
1H, J= 7.2, 2.5 Hz), 6.01 (brs, 1H, NH); >*C NMR (150 MHz, CDCl;) & 16.9, 25.2, 40.0, 55.7,
55.8, 67.3, 81.5, 99.0, 158.9; IR (ATR) 3283, 2975, 2859, 1738, 1445, 1391, 1368, 1302, 1283,
1246, 1157, 1127, 1105, 1052, 1022, 981, 946, 925, 905, 875, 819, 778, 676, 653, 609 cm™;
HRMS (ESI-TOF) caled for CoH1sNNaO4 ([M+Na]") m/z 224.0893, found m/z 224.0900.

WOMe Mel. NaH WOMe
NH

o\\ THF, rt o\ "Me

° 95%
17 ° 18

To a mixture of 17 (98.0 mg, 0.487 mmol) in THF (5 mL) was added NaH (63% dispersion in
mineral oil, 29.0 mg, 0.731 mmol) at 0 °C. After stirring for 10 min, the mixture was added Mel
(61.0 puL, 0.974 mmol), and was allowed to warm to room temperature. After stirring for 1.5 h,
the reaction mixture was added H»O carefully at 0 °C, and the products were extracted with EtOAc
(x5). The combined organic extracts were washed successively with brine, 10% aqueous Na»S,0s,
and brine, and dried over Na,SO4. After filtration, removal of the solvents in vacuo and
purification by flash column chromatography (silica gel, hexane/EtOAc = 1/5) gave N-
methylcarbamate 18 (100 mg, 95%) as a colorless oil, contaminated with a slight amount of
impurity (assessed by 'H NMR). This material was employed in the next experiment without

further purification.

N-methylcarbamate 18: Rr 0.49 (CHCl;, MeOH = 10/1); [a]p> +89.2 (c 1.02, CHCl3); '"H NMR
(600 MHz, CDCl5) 8 1.34 (s, 3H), 1.41 (d, 3H, J= 6.5 Hz), 170 (dd, 1H, J= 13.8, 6.9 Hz), 1.81
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(dd, 1H, J = 13.8, 2.5 Hz), 2.71 (s, 3H), 3.42 (s, 3H), 3.78 (brs, 1H), 3.79 (qd, IH, J=6.5, 1.3
Hz), 4.48 (dd, 1H, J= 6.9, 2.5 Hz); *C NMR (150 MHz, CDCl3) § 16.7, 23.5, 25.5, 35.9, 55.8,
58.1, 67.2,79.3, 98.9, 157.4; IR (ATR) 2938, 1751, 1427, 1395, 1243, 1210, 1181, 1116, 1054,
983, 880, 770, 684, 619 cm™'; HRMS (ESI-TOF) caled for C1oH17NNaO4 ([M+Na]") m/z 238.1050,
found m/z 238.1059.

1) 20% AcOH
o7~ome 120%AC 0 -07~OAc
N- (@) + N-
O\\ Me 2)Ac0, DMAP [ o\\ Me
o pyridine, rt o Me
18 99% 190 198
(2 steps) (o:p=6.7:1)

N-Methylcarbamate 18 (99 mg, 0.46 mmol) was dissolved in 20% aqueous AcOH (23 mL), and
the mixture was heated at 100 °C for 2.5 h. After cooling to 0 °C, the mixture was basified by
adding NaHCO; (solid) and saturated aqueous NaHCOs. After extraction with EtOAc (x20), the
combined organic extracts were dried over Na;SQOy. After filtration, the solvents were removed in
vacuo. The residue and DMAP (2.8 mg, 0.023 mmol) were dissolved in pyridine (2.3 mL), to
which was added Ac,O (87 pL, 0.92 mmol) at 0 °C. After stirring for 1.5 h, the reaction was
quenched by adding 1 M aqueous HCI. The products were extracted with EtOAc (x6), and the
combined organic extracts were washed successively with brine, saturated aqueous NaHCO3, and
brine, dried over Na>SOs. After filtration, removal of the solvents in vacuo and purification by
flash column chromatography (silica gel, hexane/EtOAc = 1/10) afforded vancosamy] acetate 19
(111 mg, 99%, a: = 6.7:1) as a colorless oil.

vancosaminyl acetate 19 (o = 6.7:1): R¢ 0.45 (EtOAc only); [a]p® +5.59 (c 0.805, CHCl;);* 'H
NMR (600 MHz, CDCls, signals from the minor diastereomer are marked with an asterisk) & 1.32
(d,2.6H,J=6.5Hz), 1.38 (s, 2.6H), 1.39* (s, 0.4H), 1.40* (d, 0.4H, J= 6.6 Hz), 1.76 (dd, 0.87H,
J=153,7.8 Hz), 1.81* (dd, 0.13H, J = 14.7, 2.9 Hz), 1.96* (dd, 0.13H, J = 14.7, 5.1 Hz), 2.06
(s,2.6H),2.07* (s, 0.4H), 2.24 (dd, 0.87H, J=15.3, 5.7 Hz), 2.74* (s, 0.4H), 2.78 (s, 2.6H), 3.91*
(brq, 0.13H, J = 6.6 Hz), 3.94* (brd, 0.13H, J = 0.8 Hz), 4.05 (brd, 0.87H, J= 1.4 Hz), 4.10 (brq,
0.87H, J = 6.5 Hz), 5.96-6.02* (m, 0.13H), 5.99 (dd, 0.87H, J = 7.8, 5.7 Hz); *C NMR (150

2 Optical rotation of 19 showed opposite sign to the reported data (F. E. McDonald et al. Org. Lett. 2007, 9, 3547.),
due to its different diastereomer ratio, probably.
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MHz, CDCls, signals from the minor diastereomer are marked with an asterisk) & 15.4, 16.9%,
21.1%, 21.2, 24.6%, 24.9, 25.3%, 25.5, 32.0, 32.5*, 56.8*, 57.1, 65.1, 67.5*, 79.4*, 79.8, 90.7,
90.8%*, 156.8, 157.1*, 169.7, 169.8*; IR (ATR) 2983, 1749, 1430, 1400, 1239, 1207, 1144, 1117,
1010, 949, 760, 649 cm™'; HRMS (ESI-TOF) caled for C11H sNOs ((M+H]") m/z 244.1180, found
m/z 244.1194.
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Current Data Parameters

NAME TFA-O—-alpha
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190131
Time 14.38
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
Ds 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13cC
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé6
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028127 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
O
0O
BnONH
COCF.
7
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Current Data Parameters

NAME TFA-O-beta
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190202
Time 8.12
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 6200
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13cC
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé6
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028090 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
070
BnONH
COCF3
8
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Key NOE Correlations
&y 5.40 (dd, J=8.4, 1.8 Hz)
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Current Data Parameters

NAME
EXPNO
PROCNO

TFA-O-beta
22

1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

GPNAM[1]
GPz1
P16

TD
SFO1
FIDRES
sw
FnMODE

GRADIENT CHANNEL

20190202
8.14

spect

5 mm CPPBBO BB
noesygpphpp
2048

cpcl3

4

32
4901.961 Hz
2.393536 Hz

0.2088960 sec

102.000 usec
10.00 usec

0.00008672 sec
1.96149695 sec
0.30000001 sec
0.03000000 sec
0.00002000 sec
0.00020000 sec
0.00020400 sec

== CHANNEL f1l = -
600.1325954 MHz
1H
12.00 usec
24.00 usec

2500.00 usec
23.00000000 W
5.29920006 W

SMSQ10.100
40.00 %
1000.00 usec

Fl - Acquisition parameters
256

600.1326 MHz
19.148285 Hz
8.168 ppm
States-TPPI

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

SI
MC2
SF
WDW
SSB
LB
GB

1024
600.1300144 MHz
QSINE
2
0 Hz
0
1.00

F1 - Processing parameters
1024

States—-TPPI
600.1300144 MHz

QSINE

2

S-14
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NAME TFAamide-bNaphthol
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140118
Time 18.50
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
f DW 41.600 use
( DE 10.00 use
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl =======
, SFO1 600.1337060 MHz
NUC1 1H
/ Pl 12.00 use
PLW1 23.00000000 W
| F2 — Processing parameters
J ( [ ST 65536
L } j ] ) SF 600.1300191 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
HO,
BnO O
|
.NH
FsCOC
9
- R .

\ \ \ \ \ \ \ \ \ \ \ \ \ \ \
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm
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Current Data Parameters

NAME TFAamide-bNaphthol
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140118
Time 19.42
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 150.9178981 MHz
NUC1 13c
Pl 10.00 use
PLW1 70.00000000 W
CHANNEL f2
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé
PCPD2 70.00 use
PLW2 26.00000000 W
PLW12 0.76407999 W
PLW13 0.37439999 W
F2 - Processing parameters
SI 32768
SF 150.9028095 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
HO
BnO O
|
.NH
F,COC
9

S-16



Key NOE Correlation

Current Data Parameters

NAME TFAamide-bNaphthol-C
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20140118
Time 19.44
INSTRUM spect
PROBHD 5 mm CPPBBO BB
L PULPROG noesygpphpp
™ 2048
— Ppm SOLVENT cpcl3
T NS 4
DS 32
SWH 6172.839 Hz
FIDRES 3.014082 Hz
AQ 0.1658880 sec
0 RG 61.57
| DW 81.000 usec
DE 10.00 usec
TE 300.0 K
. DO 0.00006572 sec
D1 2.00450492 sec
| 1 D8 0.64999998 sec
LN D11 0.03000000 sec
Lot D12 0.00002000 sec
j U D16 0.00020000 sec
| g A b * NO 0.00016200 sec
L'
% = CHANNEL f1 =
! 'l g 2 SFO1 600.1326765 MHz
NUC1 1H
v Pl 12.00 usec
L ' P2 24.00 usec
[} P17 2500.00 usec
. PLW1 23.00000000 W
, \ PLW10 4.89940023 W
) 3 == GRADIENT CHANNEL
GPNAM[1] SMS010.100
i GPz1 .00 %
0 ] ; )
1 om ? ] P16 1000.00 usec

) ’ Fl - Acquisition parameters
64

4 D

SFO1 600.1327 MHz
] f FIDRES 96.450615 Hz
SwW 10.286 ppm

5 u FnMODE States-TPPI
o
3
—_—

F2 - Processing parameters
T : 5 SI 1024

SF 600.1300191 MHz
WDW QSINE

SSB 2

1 ¢ GB 0
0 e ' PC 1.00

. Fl - Processing parameters
‘ ST 1024

. . MC2 States-TPPI

] SF 600.1300191 MHz

WDW QSINE
0 SSB 2
L 7 LB 0 Hz

GB 0

| S_17
9 8 7 6 5 4 3 2 1 0 ppm
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Current Data Parameters

NAME TFA-C-beta
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190131
Time 11.20
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 17.5
DW 41.600 use
DE 10.00 use
TE 300.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l =======
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 23.00000000 W
F2 - Processing parameters
SI 65536
SF 600.1300617 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
HO
(0]
ol
BnOCOCF,
10
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Current Data Parameters

NAME TFA-C-beta
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190131
Time 12.11
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
Ds 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13C
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SFO2 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzl6
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028134 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
HO
O
o
BnOCOCF,
10

S-19



Key NOE Correlations
oy 5.62 (dd, J=12.6, 1.8 Hz)

/
/

84 4.09.. @
~H Y HO BRUKER

Current Data Parameters
NAME TFAamide-bNaphthol-C-

BnIgoCF, i :

F2 - Acquisition Parameters

Date_ 20140118
10 Time 20.01
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
m m TD 2048
pp SOLVENT CDC13
- . 7 NS 4
I DS 32
SWH 6172.839 Hz
) ) N FIDRES 3.014082 Hz
' AQ 0.1658880 sec
- 0 RG 61.57
DW 81.000 usec
i DE 10.00 usec
TE 300.0 K
! ’ . DO 0.00006572 sec
ﬁ D1 2.00450492 sec
i 1 D8 0.64999998 sec
- D11 0.03000000 sec
. D12 0.00002000 sec
i . W ) ) ! D16 0.00020000 sec
i 9 ' @ INO 0.00016200 sec
' a 4 0 él' CHANNEL f1
3 . . -~ 2 SFO1 600.1326781 MHz
. ¥ L] 'k ! NUC1 1H
" Pl 12.00 usec
’ % g‘ ( p? ﬂ P2 24.00 usec
P17 2500.00 usec
» ] PLW1 23.00000000 W
' ! PLW10 4.89940023 W
| 3 = GRADIENT CHANNEL =====
[ GPNAM[1] SMSQ10.100
0 GPz1 40.00 3
I o P16 1000.00 usec
]
¢ v ? 9 q & (:i Fl - Acquisition parameters
4 TD 64
, B ' [ ' ] 4 SFO1 600.1327 MHz
. v FIDRES 96.450615 Hz
! W SW 10.286 ppm
B L ' FnMODE States—TPPI
b 0 » i
| ! (] g F2 - Processing parameters
. — 5 ST 1024
) , ' SF 600.1300244 MHz
] WDW QSINE
.| 0 | l v SSB 2
A LB 0 Hz
—_— ‘ o 0 . L GB 0
. 4 PC 1.00
. : o ) 6
‘o < ! Fl1 - Processing parameters
— | @ { @ ST 1024
' MC2 States—TPPI
. ] ! . SF 600.1300244 MHz
! - ! WDW QSINE
. bl e i SSB 2
1 = ; 7 LB 0 Hz
] .o c | GB 0
3 : a '
o
) iR A b : [
. ) ! ! |
¥ O | g
8
' . %
P o []
0 Y ? 9
b
0
| | S-20
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L\E:éséiggggiféigﬂﬁé%%é%ééé;zéﬁﬁ/A \/ \/ \/ \\x/// ‘ \\§/// \/ ‘ \/ Current Data Parameters
NAME Azide-bNaphthol-0-
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20131224
Time 10.45
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DW 41.600 use
DE 10.00 use
TE 300.0 K
D1 1.00000000 sec
/ TDO 1
| = CHANNEL f1 = =
( 600.1337060 MHz

18
J J N J/F Jr [ { ] j( [ [ | 23.00000600 W

F2 - Processing parameters

ST 65536
SF 600.1300256 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

O

O
N
BnO 3
12
A [N

\ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \
9.5 9.0 8.5 8.0 7.5 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0 0.5 0.0 ppm
J

1T 5 BB s - $-21
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Current Data Parameters

NAME Azide-bNaphthol-0-
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20131224
Time 11.11
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 512
Ds 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 299.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13cC
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé6
PCPD2 70.00 use
PLW2 26.00000000 W
PLW12 0.76407999 W
PLW13 0.37439999 W
F2 - Processing parameters
SI 32768
SF 150.9028121 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
O
0
N
BnO 3
- : . 12

S-22
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Key NOE Correlation

Current Data Parameters

NAME Azide-bNaphthol-0-alg
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20140119
Time 11.12
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
) ppm TD 2048
SOLVENT cpcl3
z g NS 8
| [} | | DS 32
0 SWH 5555.556 Hz
| 0 FIDRES 2.712674 Hz
. AQ 0.1843200 sec
f o@/? 1.5 RG 61.57
] ﬂ [l , DW 90.000 usec
§ DE 10.00 usec
l | TE 300.0 K
A ) , DO 0.00007472 sec
7 (i @ i 2.0 D1 1.98607302 sec
| ! D8 0.69999999 sec
! D11 0.03000000 sec
D12 0.00002000 sec
N A ' , D16 0.00020000 sec
i t 2.5 INO 0.00018000 sec
5 i ., ]
= CHANNEL f1l =
) ! 600.1323860 MHz
| , o
T T 3,0 12.00 usec
] 24.00 usec
% ] U ] [] o ; 2500.00 usec
‘ 23.00000000 W
1 ! 4.89940023 W
3.5
‘ GRADIENT CHANNEL
[} GPNAM[1] SMSQ10.100
: GpPz1 40.00 3
} P16 1000.00 usec
i 1 4.0
0 q é " Fl - Acquisition parameters
TD 64
SFO1 600.1324 MHz
| ‘ FIDRES 86.805557 Hz
¥ 4.5 sw 9.257 ppm
E o { \ [ FnMODE States-TPPI
! " F2 - Processing parameters
8 { o 600.1300926
SF .1 56 MHz
,, 4 0 ! 5.0 WDW QSINE
) 6 , SSB 2
LB 0 Hz
GB 0
5.5 PC 1.00
! Fl - Processing parameters
| i " ST 1024
| ' MC2 States-TPPI
6.0 SF 600.1300256 MHz
I - WDW QSINE
! SSB 2
LB 0 Hz
! GB 0
' ; ; 6.5
' [
I
: 1
4 Il
T ' 7.0
' 1
{ i '
L .
T t
Y 75
b, H .
Y I 8.0 S-23

8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 ppm
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|

__5.3559
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~~14.9608
- 4.6486
S~4.6300

3.9460
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3.9142

£
N

—3.1219

__2.0217
=~2.0015
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-0.0002
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Current Data Parameters

NAME Azide-bNaphthol-0-
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20131224
Time 11.19
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 64
Ds 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DW 41.600 use
DE 10.00 use
TE 300.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 23.00000000 W
F2 - Processing parameters
SI 65536
SF 600.1300177 MHz
WDW
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
070
N
BnO 3
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Current Data Parameters

NAME Azide-bNaphthol-0-
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20131225
Time 3.56
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 4096
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 150.9178981 MHz
NUC1 13c
Pl 10.00 use
PLW1 70.00000000 W
CHANNEL f2
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé
PCPD2 70.00 use
PLW2 26.00000000 W
PLW12 0.76407999 W
PLW13 0.37439999 W
F2 - Processing parameters
SI 32768
SF 150.9028088 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
O
N
BnO 3
13

S-25



Key NOE Correlations
8y 5.58 (brd, J=10.2 Hz)

Current Data Parameters

NAME Azide-bNaphthol-0O-bet
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140119

Time 11.42
INSTRUM spect

PROBHD 5 mm CPPBBO BB

Lmva J,L W M w ppm ggLPROG noesygpgggg

SOLVENT cpcl3
NS 12
DS 32
P ' SWH 5494.505 Hz
FIDRES 2.682864 Hz
E f ] ' 20 0.1863680 sec
T RG 61.57
DW 91.000 usec
§ DE 10.00 usec
TE 300.0 K
DO 0.00007572 sec
B D1 1.98402500 sec
1 D8 0.69999999 sec
D11 0.03000000 sec
D12 0.00002000 sec
N D16 0.00020000 sec
@ INO 0.00018200 sec
. CHANNEL f1
. SFO1 600.1323385 MHz
. NUC1 1H
3.0 Pl 12.00 usec
_— ¢ 1 [} i o | P2 24.00 usec
. P17 2500.00 usec
! PLW1 23.00000000 W
PLW10 4.89940023 W
3.5
P ====== GRADIENT CHANNEL =====
0 GPNAM[1] SMSQ10.100
' " GPz1 40.00 %
—_— [} @ B (I 4.0 P16 1000.00 usec
0 v ! ) Fl - Acquisition parameters
TD 64
. SFO1 600.1323 MHz
FIDRES 85.851646 Hz
! o 4.5 sW 9.155 ppm
@ w 0 FnMODE States-TPPT
I ‘"V F2 - Processing parameters
w & ST 1024
) ¢ u SF 600.1300177 MHz
® 5.0 WDW OSINE
) 0” SSB 2
' LB 0 Hz
' 6 0 { GB 0
' 5.5 PC 1.00
Fl1 - Processing parameters
ST 1024
! MC2 States—TPPI
6.0 SF 600.1300177 MHz
i , - WDW QSINE
{ | SSB 2
LB 0 Hz
. GB 0
] 6.5
[
7.0
n'y@
3 |
] ]
1y @/j H v 7.5
@ oy S-26
8.0

8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 ppm
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\NMNN%%J/’% \\\% \/ \\\V/// Current Data Parameters

NAME YA1-1674-1
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190713
Time 18.22
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 17.5
DW 41.600 use
DE 10.00 use
TE 298.2 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
{ ( PLW1 21.00000000 W
[ r ‘ [ F2 — Processing parameters
}f f J SI 65536
I I | f SF 600.1300144 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
HO,
BnO Q
|
N3
L “
miny .

T T
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 25 2.0 15 1.0 0.5 0.0 ppm
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Current Data Parameters

NAME
EXPNO
PROCNO

Azide-C-alpha-1
3

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

20190131
10.14
spect

5 mm CPPBBO BB
zgpg30
65536
CDC13
1024
4
36057.691 Hz
0.550197 Hz
0.9087659 sec
175.56
13.867 use
18.00 use
300.1 K
2.00000000 sec
0.03000000 sec

CHANNEL f1 =======
150.9178981 MHz
13C
10.00 use
70.00000000 W

CHANNEL f2 =======
600.1324005 MHz
1H
waltzl6
70.00 use
14.00000000 W
0.64286000 W
0.32335001 W

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
150.9028134 MHz
EM
0
1.00 Hz
0
1.40
HO,
0]
|
N3
14

S-28



Key NOE Correlation

Bno BRUKER
Current Data Parameters
\ NAME Azide-C-alpha-1
EXPNO 2
6H 5.92 (d, J=1 .5, 1.8 HZ) PROCNO 1
F2 - Acquisition Parameters
14 Date_ 20190131
Time 6.31
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
| TD 2048
— SOLVENT cpcl3
NS 4
DS 32
SWH 5747.126 Hz
FIDRES 2.806214 Hz
] 'l 20 0.1781760 sec
RG 17.5
L ¢ DW 87.000 usec
h 4 i DE 10.00 usec
4 g TE 300.1 K
¥ DO 0.00007172 sec
D1 1.99221694 sec
D8 0.30000001 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00017400 sec
1 3.0 = CHANNEL £l =
] SFO1 600.1329929 MHz
' NUC1 1H
Pl 12.00 usec
3.5 P2 24.00 usec
: 4 P17 2500.00 usec
JE— . (K] Q » PLW1 23.00000000 W
b PLW10 5.29920006 W
(]
4 4.0 ====== GRADIENT CHANNEL
0 GPNAM[1] SMSQ10.100
GPz1 40.00 %
P16 1000.00 usec
AAt 4.5
| ! ? ’ F1l - Acquisition parameters
' D 256
o SFO1 600.133 MHz
5.0 FIDRES 22.449713 Hz
swW 9.576 ppm
FnMODE States—TPPI
L 5.5 F2 - Processing parameters
l ST 1024
SF 600.1300148 MHz
B W WDW QSINE
| 8 i ho { 6.0 sSB 2
I - LB 0 Hz
GB 0
PC 1.00
6.5 Fl - Processing parameters
SI 1024
MCc2 States—-TPPI
f SF 600.1300148 MHz
7.0 WDW QSINE
SSB 2
LB 0 Hz
GB 0
7.5
b
i 8.0
b
8.5
i ; o190 S-29
I
1.

90 85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 20 5 ppm
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ool T e T Sl S e T o e e e S T i R o ) n n nwmn <« MM on o™ (a2} NN AN L B B I ] ?
N N VAN N/ \/ |V Current Data Parameters
NAME Azide-bNaphthol-C-
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140120
Time 15.55
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DW 41.600 use
DE 10.00 use
TE 300.0 K
[ D1 1.00000000 sec
[ ‘ D0 1
======== CHANNEL fl1 =======
SFO1 600.1337060 MHz
NUC1 1H

J( Hﬁr J J [ f J J( / Jr f f | - 2300000000 W -

F2 — Processing parameters

SI 65536

SF 600.1300239 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

) L

10.0 9.5 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 25 2.0 1.5 1.0 0.5 0.0 ppm
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Current Data Parameters

NAME
EXPNO
PROCNO

Azide-bNaphthol-C—
2
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DwW

DE

NUC2

CPDPRG[ 2

PCPD2
PLW2

PLW12
PLW13

20140120
16.53
spect

5 mm CPPBBO BB
zgpg30
65536
CDC13
256
4
36057.691 Hz
0.550197 Hz
0.9087659 sec
175.56
13.867 use
18.00 use
300.0 K
2.00000000 sec
0.03000000 sec

CHANNEL f1 =======
150.9178981 MHz
13C
10.00 use
70.00000000 W

CHANNEL f2 =======
600.1324005 MHz
1H
waltzl6
70.00 use
26.00000000 W
0.76407999 W
0.37439999 W

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
150.9028117 MHz
EM
0
1.00 Hz
0
1.40

S-31



Key NOE Correlations
8y 5.58 (brd, J=12.6 Hz)

398 /-

Current Data Parameters

NAME Azide-bNaphthol-C-bet
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140120
Time 16.56
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
m TD 2048
PP SOLVENT cpcl3
NS 4
—:::;;J t DS 32
| ! V 0 1 SWH 6172.839 Hz
FIDRES 3.014082 Hz
} . 20 0.1658880 sec
0 ] ) RG 61.57
n , DW 81.000 usec
] il w DE 10.00 usec
#l i TE 300.0 K
V DO 0.00006572 sec
) D1 2.00450492 sec
] D8 0.69999999 sec
, . D11 0.03000000 sec
t D12 0.00002000 sec
| D16 0.00020000 sec
! . INO 0.00016200 sec
! = CHANNEL fl
H 600.1326685 MHz
_— [] [] b 1H
| 8 12.00 usec
24.00 usec
u ; : 3.5 2500.00 usec
! 23.00000000 W
i i 4.89940023 W
f H ) ] 4.0 ====== GRADIENT CHANNEL =====
j ¥ ﬂ - GPNAM[1] SMSQ10.100
\ . ) GPz1 40.00 %
' J P16 1000.00 usec
! )
) R | 4.5 Fl - Acquisition parameters
@ @’ i ' ™ 64
i SFO1 600.1327 MHz
' ] FIDRES 96.450615 Hz
 IE—] 5.0 sw 10.286 ppm
Q Q [ { FnMODE States-TPPI
d : )
! | F2 - Processing parameters
| 2 I \ ST 1024
—_ | D D | ' ) ] ] 5.5 SF 600.1300239 MHz
] WDW QSINE
! { SSB 2
LB 0 Hz
6.0 GB 0
PC 1.00
) Fl - Processing parameters
6.5 ST 1024
. MC2 States-TPPI
I ! SF 600.1300239 MHz
) WDW QSINE
SSB 2
: ! 7.0 B om
. GB 0
| !
: 7.5
) i
1 8.0
8
8.5
| . oy
! N n S-32
! 9.0
9

0 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 ppm



© COA1TANOWOWOOOO MM OO NNNNO N
5 ShSYSIuRIRaRSY C583S3R90sSe BRUKER
) LS L OO AN ®OONI~N T ™M
© R e e R K R R K R K R o) R el
k\§§§§§ k\§>§§§§¥£;£2§ff;ﬁ/) k\iiéié%\féﬁ/)%éﬁﬁ/) Current Data Parameters
NAME YA1-1638-A
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190218
Time 18.49
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
- RG 17.5
DW 41.600 use
DE 10.00 use
TE 300.1 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
( [ NUC1 1H
Pl 12.00 use
J / PLW1 23.00000000 W
J ) F2 — Processing parameters
SI 65536
SF 600.1300148 MHz
WDW
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
O/ ~OMe
Q\H
O
J\\ L 17

\ \ \ \ \ \
9.5 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 0.0 ppm

|
rw o F; ;ﬂ
-~ -
< - I

-
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Current Data Parameters

NAME
EXPNO
PROCNO

NH-Oxazolidinone-0
2
1

F2 — Acquisition Parameters

Date_
Time

INSTRUM

PROBHD

PULPROG

TD

SOLVENT

NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

NUC2

CPDPRG[ 2

PCPD2
PLW2

PLW12
PLW13

20140112
2.58
spect
5 mm CPPBBO BB
zgpg30
65536
CDC13
512
4
36057.691 Hz
0.550197 Hz
0.9087659 sec
175.56
13.867 use
18.00 use
300.0 K
2.00000000 sec
0.03000000 sec

CHANNEL f1 =======
150.9178981 MHz
13C
10.00 use
70.00000000 W

CHANNEL f2 =======
600.1324005 MHz
1H
waltzlé
70.00 use
26.00000000 W
0.76407999 W
0.37439999 W

F2 — Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

\
210 2

\
00

\
190

\
180

\
170

\
160

\
150

\
140

\
130

\
120

\
110

\
100

\
920

\
80

\
70

\
60

\
50

\
40

\
30

\
20

10 0 ppm

32768
150.9028073 MHz
EM
0
1.00 Hz
0
1.40
07/ —OMe
Ei:*
0]
17

S-34



Key NOE Correlations

.84 4.45 (dd, J=7.1,2.5 Hz
on 3781 { oA )

OMe

4~J 0
S L e
]
= n
]
[
|
/! a
|
al
_J )
]
g a | ¥
[ ]
g |
— 0 0 ) (R ) ]
o i v
L]
)
ﬁm
] i
a0
|
6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5

Current Data Parameters

NAME YA1-1638-A
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190219
Time 5.26
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
m TD 2048
pp SOLVENT cpc13
NS 4
DS 32
SWH 3816.794 Hz
FIDRES 1.863669 Hz
AQ 0.2682880 sec
RG 18.96
15 DW 131.000 usec
- DE 10.00 usec
TE 300.1 K
DO 0.00011572 sec
D1 1.90210497 sec
D8 0.30000001 sec
D11 0.03000000 sec
2.0 D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00026200 sec
CHANNEL f1
SFO1 600.1321241 MHz
NUC1 1H
25 Pl 12.00 usec
P2 24.00 usec
P17 2500.00 usec
PLW1 23.00000000 W
PLW10 5.29920006 W
3 0 = GRADIENT CHANNEL
- GPNAM[1] SMSQ10.100
GPZ1 40.00 %
P16 1000.00 usec
Fl - Acquisition parameters
TD 256
3.5 SFO1 600.1321 MHz
FIDRES 14.909351 Hz
SwW 6.360 ppm
FnMODE States-TPPI
F2 - Processing parameters
SI 1024
4.0 SF 600.1300148 MHz
WDW QSINE
SSB 2
LB 0 Hz
GB 0
PC 1.00
4.5 Fl1 - Processing parameters
SI 1024
MCc2 States-TPPI
SF 600.1300148 MHz
WDW QSINE
SSB 2
LB 0 Hz
5.0 P 9

5.5

6.0
S-35

ppm
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e R N S 0 gN22988893Y BRUKER

FTIFFFOOSIST ~ oo~~~ ~VvOUIFTITM

FIFFFOOOOOO™M N D B B B B B e B B B B |

\V ‘w// ‘ l&‘\//n// Current Data Parameters
NAME YA1-1639-1
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20190219
Time 18.52
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT cpcl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
20 2.7262976 sec
RG 17.5
DW 41.600 use
DE 10.00 use
TE 300.1 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
SFO1 600.1337060 MHz
{ NUC1 1H
‘ Pl 12.00 use

PLW1 23.00000000 W

F2 — Processing parameters

Hz

J (/ ST 65536
F 600.1300154 MHz
) j ) Equ EM
SSB 0
LB 0.30
GB 0
PC 1.00
07 —0OMe
()Pd‘hﬂe
(@]
18

)\ ) )| ) [
{o {cﬂ {N {m ﬁnyél f\
S S S S o= =
- N (3] [} |- (3]

S-36



Current Data Parameters

NAME YA1-1639-1
EXPNO 11
PROCNO 1
F2 — Acquisition Parameters
Date_ 20190221
Time 5.21
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 2800
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 150.9178981 MHz
NUC1 13C
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028146 MHz
WDW
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

07 ~OMe

OQ\\MG
(0]

200

\
190

\
180

\
170
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160
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\
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\
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\
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\
80

\
70

\
60

\
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\
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Key NOE Correlations

(0 oyads dd, J=6.9, 2.5 Hz
6H3.79"-HM(\H" n 448 )
e

BRUKER
‘07 ~OMe

ON\Me Current Data Parameters
NAME YA1-1639-1

*\ EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
18 Date_ 20190221

Time 5.22
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
-4J m TD 2048
PP SOLVENT CDC13
NS 4
DS 32
SWH 5102.041 Hz
FIDRES 2.491231 Hz
AQ 0.2007040 sec
RG 21.43
0 0 bW 98.000 usec
DE 10.00 usec
TE 300.1 K
DO 0.00008272 sec
( D1 1.96968901 sec
D8 0.30000001 sec
| D11 0.03000000 sec
j D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00019600 sec
L " CHANNEL f1
SFO1 600.1322247 MHz
NUC1 1H
Pl 12.00 usec
P2 24.00 usec
P17 2500.00 usec
PLW1 23.00000000 W
PLW10 5.29920006 W
0 GRADIENT CHANNEL =====
] GPNAM[1] SMSQ10.100
i 2 5 GPz1 40.00 %
" Pl6 1000.00 usec
Q Fl1 - Acquisition parameters
o TD 256
= SFO1 600.1322 MHz
Y FIDRES 19.929848 Hz
@ sw 8.502 ppm
] FnMODE States-TPPI
N
4 3.0 F2 - Processing parameters
SI 1024
) SF 600.1300154 MHz
N WDW QSINE
SSB 2
& LB 0 Hz
@ GB 0
@ PC 1.00
3.5 Fl1 - Processing parameters
@ . SI 1024
MC2 States—TPPI
a @ﬂ . SF 600.1300154 MHz
@ 0 WDW QSINE
| SSB 2
—— f ) @ LB 0 Hz
@ g GB 0
] 4.0
o 8
i ! b
= 0 [
. m 4.5
G ! S-38
— ———— ——— ———— ———— ———— ————

»
(3]
»
o
e
(3]
»
=)
N
(2]
N
o
—
3]
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0 0 LSS LOOONONONONNNNNNNNAAAAAAAAAAAAAAAAAA
\\\%// Lﬁ&zé$§§§§§§§§§%§§kz// K\ti:;ziii§§§§§§§$§$§/ %%égé;%%%i§§§§§é§§%§§;;;£—4 Current Data Parameters
NAME YAl-1640-1
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190223
Time 13.01
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 17.5
DW 41.600 use
DE 10.00 use
TE 300.1 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 23.00000000 W
( F2 - Processing parameters
‘ ( ( SI 65536
J J/ H SF 600.1300145 MHz
N/ ! WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
o 07 OAc
OAc |
0 ON‘Me
! {
o Me 0
19a 193
(o:p =6.7:1)

JJ b

I I I I I I I I I I I I I !
0.5 0.0 ppm

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0
J )
: sthi  Bn (E5scEEEd 5-39
- olo/o/o No OlMmolooo/o/N|IN
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Current Data Parameters

NAME YA1-1640-1
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190224
Time 9.32
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1812
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
2AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 150.9178981 MHz
NUC1 13cC
Pl 10.00 use
PLW1 70.00000000 W
CHANNEL f2
SFO2 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028144 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
0] OA O
C
+
ON\MG
N \
Me 9)
19a 198
(a:p =6.7:1)

OAc

S-40



Key NOE Correlation

SH 4.10--- Hq

N H
O hﬂe
8y 5.99 (dd, J=7.8, 5.7 Hz)

19a

I

0

LI

0

6.0

5.5

5.0

4.5

4.0

3.5

3.0

25

2.0

1.5

ppm

15

2.0

25

3.0

35

4.0

4.5

5.0

5.5

6.0

ppm

Current Data Parameters

NAME YA1-1640-1

EXPNO 12

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190224

Time 11.18

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG noesygpphpp

TD 2048

SOLVENT CDC13

NS 4

DS 32

SWH 4587.156 Hz

FIDRES 2.239822 Hz

AQ 0.2232320 sec

RG 15.79

DW 109.000 usec

DE 10.00 usec

TE 300.0 K

DO 0.00009372 sec

D1 1.94716096 sec

D8 0.30000001 sec

D11 0.03000000 sec

D12 0.00002000 sec

D16 0.00020000 sec

INO 0.00021800 sec

CHANNEL f1

SFO1 600.1324206 MHz

NUC1 1H

Pl 12.00 usec

P2 24.00 usec

P17 2500.00 usec

PLW1 23.00000000 W

PLW10 5.29920006 W
GRADIENT CHANNEL

GPNAM[1] SMSQ10.100

GPZ1 .00 %

P16 1000.00 usec

Fl1 - Acquisition parameters
TD 256

SFO1 600.1324 MHz
FIDRES 17.918577 Hz
Sw 7.644 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024

SF 600.1300145 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0

PC 1.00

Fl - Processing parameters
SI 1024

MCc2 States—-TPPI

SF 600.1300145 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0

S-41
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Current Data Parameters

NAME NMe-Oxazolidinone-
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140107
Time 17.09
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DW 41.600 use
DE 10.00 use
TE 300.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 23.00000000 W
F2 - Processing parameters
SI 65536
SF 600.1300166 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
HO,
0o

o

N

o Me

20

S-42
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Current Data Parameters

NAME NMe-Oxazolidinone—
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140107
Time 19.31
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 150.9178981 MHz
NUC1 13c
Pl 10.00 use
PLW1 70.00000000 W
CHANNEL f2
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé
PCPD2 70.00 use
PLW2 26.00000000 W
PLW12 0.76407999 W
PLW13 0.37439999 W
F2 - Processing parameters
SI 32768
SF 150.9028095 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
HO,
o

o

N

o) Me

20
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Key NOE Correlation

o 4.42. 9
-
8H 2.05 -1 HO.

OMei

Sy 5.92 (brd, J = 12.6 Hz)
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Current Data Parameters

NAME NMe-Oxazolidinone-bNe

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20140108

Time 6.10

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG noesygpphpp

TD 2048

SOLVENT CDC13

NS 16

DS 32

SWH 5747.126 Hz

FIDRES 2.806214 Hz

AQ 0.1781760 sec

RG 61.57

DW 87.000 usec

DE 10.00 usec

TE 300.0 K

DO 0.00007172 sec

D1 1.99221694 sec

D8 0.69999999 sec

D11 0.03000000 sec

D12 0.00002000 sec

D16 0.00020000 sec

INO 0.00017400 sec

CHANNEL f1

SFO1 600.1329984 MHz

NUC1 1H

Pl 12.00 usec

P2 24.00 usec

P17 2500.00 usec

PLW1 23.00000000 W

PLW10 4.89940023 W
GRADIENT CHANNEL =====

GPNAM[1] SMSQ10.100

GPZ1 40.00 %

Plé6 1000.00 usec

Fl - Acquisition parameters

TD 64

SFO1 600.133 MHz

FIDRES 89.798851 Hz

sw 9.576 ppm

FnMODE States-TPPI

F2 - Processing parameters

SI

SF 600.1300166 MHz

WDW QSINE

SSB 2

LB 0 Hz

GB 0

PC 1.00

F1 - Processing parameters

SI 1024

MC2 States-TPPI

SF 600.1300166 MHz

WDW QSINE

SSB 2

LB 0 Hz

GB 0
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k\i:fifséggéééiiéééég%/%;;%%%%%ééégggizézi’J \\x/// k\iiéiégxé;fizgz/) \ K\§§§§§\4ﬁ/) /ééﬁﬁ/) Current Data Parameters
NAME YAl-1672-1
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190712
Time 22.12
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DwW 41.600 use
DE 10.00 use
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l =======
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 21.00000000 W
F2 - Processing parameters
SI 65536
SF 600.1300143 MHz
[ ( ( ( [ WDW EM
( | | f SSB 0
H ﬁ LB 0.30 Hz
| | | | | 8
) J J PC 1.00
HO
O
N.
O* Me
0
| L :
L N 1

\ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \
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Current Data Parameters

NAME NMe-oxazolidinone-
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190201
Time 22.53
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13cC
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SF02 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzlé6
PCPD2 70.00 use
PLW2 14.00000000 W
PLW12 0.64286000 W
PLW13 0.32335001 W
F2 - Processing parameters
SI 32768
SF 150.9028115 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Key NOE Correlations
8y 5.34 (brd, J=12.0 Hz)

OH 4.07_\ /\ Ho

"Hy °H

Current Data Parameters

NAME NMe-oxazolidinone-C-t
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190202
21 Time 9.
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp
JL J m TD 2048
PP SOLVENT CcDC13
NS 4
DS 32
SWH 5376.344 Hz
| FIDRES 2.625168 Hz
AQ 0.1904640 sec
‘ ¥ Bl 1.5 RG 17.5
DW 93.000 usec
DE 10.00 usec
X TE 300.1 K
" b 2.0 DO 0.00007772 sec
K D1 1.97992897 sec
D8 0.30000001 sec
— D11 0.03000000 sec
25 D12 0.00002000 sec
D16 0.00020000 sec
= INO 0.00018600 sec
CHANNEL f1
3.0 SFO1 600.1328473 MHz
NUC1 1H
Pl 12.00 usec
P2 24.00 usec
] 3.5 P17 2500.00 usec
PLW1 23.00000000 W
i f PLW10 5.29920006 W
0
§ 'o ’ 4 0 GRADIENT CHANNEL
j ] O ] |§ . GPNAM[1] SMSQ10.100
' GPz1 40.00 %
P16 1000.00 usec
4.5 Fl - Acquisition parameters
TD 256
SFO1 600.1328 MHz
FIDRES 21.001345 Hz
. 5.0 sw 8.959 ppm
FnMODE States-TPPI
—_— m 0 . [] F2 - Processing parameters
55 SI 1024
. SF 600.1300142 MHz
WDW QSINE
SSB 2
LB 0 Hz
6.0 GB 0
PC 1.00
L]
Fl - Processing parameters
6.5 SI 1024
. MC2 States—-TPPI
SF 600.1300142 MHz
WDW QSINE
SSB 2
7.0 LB 0 Hz
% GB 0
4 7.5
8.0
E— 0 s 8.5
o S-47
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7.7768
7.7622
7.7459
7.4620
7.4404
7.3756
7.3628
7.3505
7.2593
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4.2197
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4.1981
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4.0421
1.3217
-0.0001
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\ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \
10.0 95 4.5 4.0 3.5 3.0 2.5

s s 3 o2l RE

Current Data Parameters

NAME NMe-Oxazolidinone-
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140107
Time 17.26
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 31.94
DW 41.600 use
DE 10.00 use
TE 300.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 use
PLW1 23.00000000 W
F2 - Processing parameters
SI 65536
SF 600.1300167 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Qo

(0]

N

o Me
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Current Data Parameters

NAME NMe-Oxazolidinone-
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140108
Time 9.38
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
Ds 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9087659 sec
RG 175.56
DW 13.867 use
DE 18.00 use
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 150.9178981 MHz
NUC1 13C
Pl 10.00 use
PLW1 70.00000000 W
======== CHANNEL f2 =======
SFO2 600.1324005 MHz
NUC2 1H
CPDPRG[ 2 waltzl6
PCPD2 70.00 use
PLW2 26.00000000 W
PLW12 0.76407999 W
PLW13 0.37439999 W
F2 - Processing parameters
SI 32768
SF 150.9028093 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
0]
o
o}
N
0] Me
22
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Key NOE Correlation

OH 4.20--- H/)

@)
<
o

8y 5.61 (dd, J=5.47.2 Hz)
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Current Data Parameters

NAME NMe-Oxazolidinone-bNe
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140108

Time 0

INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp

TD 2048
SOLVENT CDC13

NS 16

DS 32

SWH 5494.505 Hz
FIDRES 2.682864 Hz
AQ 0.1863680 sec
RG 61.57

DW 91.000 usec
DE 10.00 usec
TE 300.0 K

DO 0.00007572 sec
D1 1.98402500 sec
D8 0.69999999 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00018200 sec

CHANNEL f1
600.1323600 MHz
1H
12.00 usec
24.00 usec
2500.00 usec
23.00000000 W
4.89940023 W

GRADIENT CHANNEL

GPNAM[1] SMSQ10.100
GPZ1 40.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters
TD 64

SFO1 600.1324 MHz
FIDRES 85.851646 Hz

SW 9.155 ppm
FnMODE States—TPPI

F2 - Processing parameters

SI 1024

SF 600.1300167 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0

PC 1.00

Fl1 - Processing parameters
SI 1024

MC2 States—TPPI

SF 600.1300167 MHz
WDW QSINE
SSB 2

LB 0 Hz

GB 0
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