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(1) Natural products containing 1,3-dioxin-6-one cores (Figure S1):
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Figure S1: Representataive natural products containing 1,3-dioxin-4-one skeleton
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(2) Representative Synthetic procedures:
(a) General procedure:

Unless otherwise noted, all reactions were carried out under a nitrogen atmosphere in
oven-dried glassware using standard syringe, cannula and septa apparatus. Tetrahydrofuran
and hexanes were dried with sodium, benzophenone and distilled before use.
Dichloromethane and DCE were dried over CaH, and distilled before use. Methanol and
triethylamine (EtsN) were stored over 4A molecular sieves prior to use. Reagents were
purchased from commercial sources and used without purification, unless otherwise stated.
Reactions were magnetically stirred and monitored by thin layer chromatography carried out
on 0.25 mm E. Merck silica gel plate (60f- 254) using UV light as visualizing agents and

ethanolic solution of phosphomolybdic acid, and heat as deveoling agents. *H NMR and *C
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NMR spectra were recorded on a Bruker 400, Varian 500 MHz and a Bruker 600 MHz
spectrometers using chloroform-d (CDCIs) as the internal standard.

(b) Preparation of tert-butyl 3-phenylpropiolate (1h). 5%

i) 1.0 eq. n-BulLi,
1.0 eq. Ethyl Chloroformate, o 10 eq. tert-Butyl actate,
__ DryTHF, -78°C-rt, 2 h, 92% _ 0.1 eq. TfOH %
n-Bu—— » N-Bu—— > n-Bu——HX
ii) 1 N NaOH, Ethanol, rt, 2.5 h, OH DCM,0°C-rt,2h, 72% o)
85% s1 1h

To a solution of 1-hexyne (1.0 g, 12.19 mmol) in dry THF (25 mL) at -78 °C was added
n-BuLi (4.95 mL, 2.5 M in hexanes, 12.19 mmol), and reaction mixture was stirred for 30
min at -78 °C. Ethyl chloroformate (1.16 mL, 12.19 mmol) was then added, and the reaction
mixture was warmed room temperature for additional stirring for 1.5 h. The reaction was
quenched with ice cold water (100 mL) and extracted with Et,O (3 x 100 mL). The organic
layers were then combined and washed with brine (100 mL), and then dried over MgSO..
The resulting organic layer was concentrated under reduced pressure, and the crude product
was purified by flash chromatography on silica column (Hexanes/Ethyl acetate as a mobile
phase) to afford 1.72g of ethyl hept-2-ynoate (1a) (92% yield, 11.21 mmol) as a colorless oil.

To a solution of ethyl hept-2-ynoate (1.0 g, 6.49 mmol) in 45 mL of ethanol was added
slowly with stirring an aqueous sodium hydroxide solution (25 mL, 1 N). After 2.5 h, the
reaction mixture was diluted with water (50 mL) and was washed with dichloromethane (2 X
25 mL). The agueous phase was acidified with 20% HCI solution and was extracted with
dichloromethane (3 X 50 mL). The combined extracts were dried over MgSO, and
concentrated under reduced pressure to give 686 mg of hept-2-ynoic acid (85% yield, 5.44
mmol).

To a solution of hept-2-ynoic acid (1.0 g, 7.93 mmol) in 75 ml of DCM at 0 °C was
added tert-butyl acetate (10.6 ml, 79.36 mmol) and TfOH (0.070 ml, 0.79 mmol) dropwise;
the resulting solution was warmed room temperature with stirring for 2 hours before

saturated NaHCO3; was slowly introduced. The aqueous layer was extracted with DCM



(3x100 ml); the combined extracts were washed with saturated NaCl, then dried over MgSOy,,
filtered, and concentrated under reduced pressure to give crude product. The crude product
was purified by column chromatography on silica using ethyl acetate/hexanes = 1/10 as a
mobile phase to give tert-butyl hept-2-ynoate (1h) (1.04 g, 2.63 mmol, 72%) as a colourless
oil.

Other tert-butyl 3-propiolates (1a — 1k) were prepared by using the same procedure as that
of tert-butyl hept-2-ynoate (1h).
(c) Typical procedure for standard catalytic operations:
(i) Typical procedure for the synthesis of 2,6-diphenyl-4H-1,3-dioxin-4-one (3a).

JohnPhosAuCl / AgSbFg ph

(0] 0]
/
_;::_< (5 mol%)
o o% + Ph—CHO : - l/\f

DCE/ 50°C \(
1a 2a Ph 3a

A two-neck flask was charged with chloro[(1,1'-biphenyl-2-yl)di-tert-butylphosphine]
AuCI (13.1 mg, 0.0247 mmol) and silver hexafluoride (8.5 mg, 0.0247 mmol), and to this

mixture was added dry DCE (1.0 mL). The resulting mixture was stirred at room temperature
for 10 min. To this mixture was added a dry DCE solution (2 mL) of tert-butyl
3-phenylpropiolate (1a) (100 mg, 0.495 mmol) and benzaldehyde (209 mg, 1.98 mmol)
dropwise. After stirring at 50 °C for 3.5 h, the reaction mixture was filtered over a short
celite bed, concentrated, and eluted through a silica column to give the desired

2,6-diphenyl-4H-1,3-dioxin-4-one (3a) (108 mg, 0.396 mmol, 87 %) as white solid.

(if) Typical procedure for the synthesis of 2-butoxy-6-phenyl-2H-pyran-4(3H)-one (5a).

i. 4 eq. Acetone
5 mol% LAuCI,

5 mol% AgSbF
— Toluene, 50°C, 5 h,
Ph——=—H 1
@) ii. 20 mol% Pyridine,
1a 6.0 eq. butyl vinyl o) 5a

ether, 120°C, 4h,
70%



A sealed tube was charged with chloro[(1,1’-biphenyl-2-yl)di-tert-butylphosphine]
AuCl (13.1 mg, 0.0247 mmol) and silver hexafluoride (8.5 mg, 0.0247 mmol), and to this

mixture was added dry toluene (1.0 mL); the resulting mixture was stirred at room
temperature for 10 min. To this mixture was added a dry toluene solution (4 mL) of tert-butyl
3-phenylpropiolate (1a) (100 mg, 0.495 mmol) and acetone (114 mg, 1.98 mmol) dropwise.
After stirring at 50 °C for 5 hour, the reaction mixture was added pyridine (7.8 mg, 0.99
mmol) and n-butyl vinyl ether (247 mg, 2.47 mmol) followed by stirring at 120 °C for 4 h.
After completion of reaction, the resulting mixture was filtered over a short celite bed,
concentrated, and eluted through a silica column to give the desired 2-butoxy-6-
phenyl-2H-pyran-4(3H)-one (5a) (85 mg, 0.346 mmol, 70 %) as white solid.

(iii) Typical procedure for the synthesis of 2,3,6-triphenyl-2H-1,3-oxazin-4(3H)-one

(6a):
Ph (o} Ph_ _O_ _Ph
=
\o(\olé * N=/Ph et |
7< PH 120 °C, 25 min N-pn
3v (1 equiv) © 6a

A mixture of 2,2-dimethyl-6-phenyl-4H-1,3-dioxin-4-one (3v) (100 mg, 0.490 mmol)
and (E)-N-benzylideneaniline (88.7 mg, 0.490 mmol) was heated at 120 °‘C without
any solvent for 25 min. The white solid obtained was recrystallized from a mixture of
ether-hexane (1:1) to afford desired product 2,3,6-triphenyl-2H-1,3-oxazin-4(3H)-one (6a)
(104 mg, 0.524 mmol, 65 %) as white crystals.

(4) Spectral data:

Spectral data for tert-butyl 3-phenylpropiolate (1a).
‘ O |
o o%
1a

Colorless oil; *H NMR (600 MHz, CDCls): § 7.55 ~ 7.53 (m, 2 H), 7.41 ~ 7.38 (m, 1 H),

7.34 ~ 7.31 (m, 2 H), 1.52 (s, 9 H); *C NMR (150 MHz, CDCls): & 153.1, 132.8, 130.3,



128.5, 120.0, 83.8, 83.4, 82.0, 28.0; HRMS calcd. for C13H140,: 202.0994; found: 202.0984.

Spectral data for tert-butyl 3-(4-methoxyphenyl)propiolate (1b).
o)
o{-
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White solid; *H NMR (400 MHz, CDCls): § 7.50 (d, J = 8.8 Hz, 2 H), 6.84 (d, J = 8.8 Hz, 2

H), 3.80 (s, 3 H), 1.52 (s, 9 H); *C NMR (100 MHz, CDCls): § 161.2, 153.3, 134.6, 114.1,
111.6, 84.5, 83.1, 81.3, 55.2, 28.0; HRMS calcd. for C14H1605: 232.1099; found: 232.1096.

Spectral data for tert-butyl 3-(4-chlorophenyl)propiolate (1c).
0
C|—©—E—<
o%
1c

White solid; *H NMR (600 MHz, CDCls): & 7.47 (d, J = 8.4 Hz, 2 H), 7.31 (d, J = 8.4 Hz, 2

H), 1.51 (s, 9 H); 13C NMR (150 MHz, CDCls): 6 152.9, 136.6, 134.0, 128.9, 118.5, 83.7,
82.8, 82.4, 28.0; HRMS calcd. for C13H13ClO,: 236.0604; found: 236.0601.

Spectral data for tert-butyl 3-(thiophen-2-yl)propiolate (1d).
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Colorless oil; *H NMR (600 MHz, CDCly): § 7.67 (dd, J = 3.0, 1.2 Hz, 1 H), 7.26 (d, J = 5.1,
3.0 Hz, 1 H), 7.17 (d, J = 5.1, 1.2 Hz, 1 H), 1.50 (s, 9 H); **C NMR (150 MHz, CDCls): &
153.1, 133.1, 130.1, 125.9, 119.1, 83.4, 81.9, 79.2, 28.0; HRMS calcd. for Ci;H0,S:
208.0558; found: 208.0559.

Spectral data for tert-butyl 3-(thiophen-3-yl)propiolate (1e).
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Colorless oil; *H NMR (600 MHz, CDCls): & 7.39 ~ 7.37 (m, 2 H), 6.99 ~ 6.96 (m, 1 H),
1.49 (s, 9 H); 3¢ NMR (150 MHz, CDCls): 6 152.9, 136.0, 130.6, 127.3, 119.6, 86.0, 83.5,
77.6, 27.9; HRMS calcd. for C1;H1,0,S: 208.0558; found: 208.0550.

Spectral data for tert-butyl 4-methylpent-4-en-2-ynoate (1f).
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Colorless oil; *H NMR (600 MHz, CDCls): § 5.53 ~ 5.52 (m, 1 H), 5.44 ~ 5.43 (m, 1 H),

1.89 (m, 3 H), 1.47 (s, 9 H); 3¢ NMR (150 MHz, CDCls): 4 153.0, 126.9, 124.5, 84.7, 83.3,
80.8, 28.0, 22.4; HRMS calcd. for C1gH1405: 166.0994; found: 166.0996.

Spectral data for tert-butyl propiolate (1g).

Colorless oil; *H NMR (600 MHz, CDCls): & 2.74 (s, 1 H), 1.45 (s, 9 H); *C NMR (150
MHz, CDCls): & 151.6, 84.0, 75.9, 72.2, 27.8; HRMS calcd. for C;H100,: 126.0681; found:
126.0681.

Spectral data for tert-butyl hept-2-ynoate (1h).
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Colorless oil; *H NMR (600 MHz, CDCl): § 2.27 (t, J = 7.2, 2 H), 1.54 ~ 1.49 (m, 2 H),

1.46 (s,9H),1.43~1.35(m,2H),0.88 (t, J=7.3 Hz, 3 H); 3¢ NMR (150 MHz, CDCl3):
153.0, 87.0, 82.8, 74.4, 29.6, 28.0, 21.9, 18.3, 13.4; HRMS calcd. for C11H150,: 182.1307;
found: 182.1306.

Spectral data for tert-butyl 4-methylpent-2-ynoate (1i).



lond’

Colorless oil; *H NMR (600 MHz, CDCl5): § 2.66 ~ 2.59 (m, 1 H), 1.46 (s, 9 H), 1.19 (d, J =

6.6 Hz, 6 H); Bc NMR (150 MHz, CDCl3): 6 153.1, 91.5, 82.8, 73.7, 28.0, 21.8, 20.4;
HRMS calcd. for C1gH160,: 168.1150; found: 168.1155.

Spectral data for tert-butyl 3-cyclohexylpropiolate (1j).

O

Colorless oil; *"H NMR (600 MHz, CDCls): § 2.43 ~ 2.39 (m, 1 H), 1.78 ~ 1.75 (m, 2 H),

1.66 ~ 1.64 (m, 2 H), 1.46 ~ 1.40 (m, 12 H), 1.27 ~ 1.22 (m, 3 H); *C NMR (150 MHz,
CDCly): & 153.1, 90.2, 82.6, 74.3, 31.4, 28.7, 27.9, 25.5, 24.6; HRMS calcd. for C1sH200,:
208.1463; found: 208.1463.

Spectral data for tert-butyl 3-cyclopropylpropiolate (1k).

e

Colorless oil; *H NMR (600 MHz, CDCl3): 6 1.40 (s, 9 H), 1.29 ~ 1.25 (m, 1 H), 0.83 ~ 0.80
(m, 4 H); *C NMR (150 MHz, CDCls): 5 152.7, 90.3, 82.6, 69.7, 27.9, 8.8, -0.81; HRMS
calcd. for C1gH140,: 166.0994; found: 166.1000.

Spectral data for 2,6-diphenyl-4H-1,3-dioxin-4-one (3a).

White solid; *H NMR (600 MHz, CDCls): § 7.75 ~ 7.73 (m, 2 H), 7.67 ~ 7.65 (m, 2 H), 7.53

~7.43 (m, 6 H), 6.55 (s, 1 H), 6.06 (s, 1 H); *C NMR (150 MHz, CDCl5): & 168.1, 162.9,



133.7, 132.5, 130.4, 130.1, 128.9, 128.6, 126.6, 126.5, 100.3, 93.2; HRMS calcd. for

C16H1203: 252.0786; found: 252.0786.

Spectral data for 6-(4-methoxyphenyl)-2-phenyl-4H-1,3-dioxin-4-one (3b).
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White solid; *H NMR (600 MHz, CDCls): & 7.69 ~ 7.64 (m, 4 H), 7.48 ~ 7.45 (m, 3 H), 6.93
(d, J=9.0 Hz, 2 H), 6.52 (s, 1 H), 5.94 (s, 1 H), 3.84 (s, 3 H); *C NMR (150 MHz, CDCls):
& 168.1, 163.3, 163.1, 133.8, 130.3, 128.6, 128.5, 126.7, 122.3, 114.3, 100.0, 91.2, 55.5;
HRMS calcd. for C17H1404: 282.0892; found: 282.0887.

Spectral data for 6-(4-chlorophenyl)-2-phenyl-4H-1,3-dioxin-4-one (3c).
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White solid; *H NMR (600 MHz, CDCly): § 7.67 ~ 7.63 (m, 4 H), 7.49 ~ 7.46 (m, 3 H), 7.41
(d, J = 8.4 Hz, 2 H), 654 (5, 1 H), 6.03 (5, 1 H); **C NMR (150 MHz, CDCl3): § 167.0,
162.6, 138.8, 133.5, 130.5, 129.2, 128.7, 128.5, 127.8, 126.7, 100.4, 93.5; HRMS calcd. for
C16H1:C105: 286.0397; found: 286.0392.

Spectral data for 2-phenyl-6-(thiophen-2-yl)-4H-1,3-dioxin-4-one (3d).
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White solid; *H NMR (600 MHz, CDCls): § 7.62 ~ 7.61 (m, 2 H), 7.56 (dd, J = 3.9, 0.9 Hz, 1



H), 7.54 (dd, J = 5.1, 0.9 Hz, 1 H), 7.45 ~ 7.43 (m, 3 H), 7.09 (dd, J = 5.1, 3.9 Hz, 1 H), 6.52
(s, 1 H), 5.87 (5, 1 H); **C NMR (150 MHz, CDCl3): 5 163.1, 162.5, 133.4, 133.3, 131.4,
130.3, 129.8, 128.5, 128.4, 126.5, 100.0, 91.6; HRMS calcd. for C14H100:S: 258.0351; found:
258.0352.

Spectral data for 2-phenyl-6-(thiophen-3-yl)-4H-1,3-dioxin-4-one (3e).

White solid; *H NMR (600 MHz, CDCl5): & 7.84 (dd, J = 3.0, 1.2 Hz, 1 H), 7.63 ~ 7.62 (m, 2
H), 7.47 ~ 7.44 (m, 3 H), 7.37 (dd, J = 4.8, 3.0 Hz, 1 H), 7.32 (dd, J = 4.8, 1.2 Hz, 1 H), 6.51
(s, 1 H), 5.87 (s, 1 H); °C NMR (150 MHz, CDCls): 5 163.8, 163.0, 133.6, 132.6, 130.3,
128.5, 128.5, 127.4, 126.5, 124.9, 100.0, 92.7; HRMS calcd. for C14H1003S: 258.0351; found:
258.0351.

Spectral data for 2-phenyl-6-(prop-1-en-2-yl)-4H-1,3-dioxin-4-one (3f).

3 pn

White solid; *H NMR (600 MHz, CDCls): & 7.59 ~ 7.57 (m, 2 H), 7.44 ~ 7.43 (m, 3 H), 6.39
(s, 1 H), 5.89 (s, 1 H), 5.61 (s, 1 H), 5.43 (s, 1 H), 1.95 (s, 3 H); *C NMR (150 MHz,
CDCls): & 167.6, 162.9, 134.4, 133.7, 130.3, 128.5, 126.5, 122.1, 99.9, 94.9, 18.1; HRMS
calcd. for C13H1,03: 216.0786; found: 216.0791.

Spectral data for 2-phenyl-4H-1,3-dioxin-4-one (39).




White solid; *H NMR (600 MHz, CDCl5): § 7.56 ~ 7.55 (m, 2 H), 7.45 ~ 7.42 (m, 4 H), 6.41
(s, 1 H), 5.60 (d, J = 5.4 Hz, 1 H); **C NMR (150 MHz, CDCl5): § 161.2, 160.6, 133.3, 130.5,
128.6, 126.5, 100.5, 100.1; HRMS calcd. for C1oHgO3: 176.0473; found: 176.474.

Spectral data for 6-butyl-2-phenyl-4H-1,3-dioxin-4-one (3h).
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Colorless liquid; *H NMR (600 MHz, CDCl5): & 7.53 ~ 7.51 (m, 2 H), 7.40 ~ 7.37 (m, 3 H),
6.30 (s, 1 H), 5.36 (s, 1 H), 2.30 ~ 2.27 (m, 2 H), 1.54 ~ 1.49 (m, 2 H), 1.35 ~ 1.28 (m, 2 H),
0.87 (t, J = 7.5 Hz, 3 H); *C NMR (150 MHz, CDCls): § 175.3, 162.1, 133.5, 130.0, 128.3,
126.3, 99.6, 95.3, 32.6, 27.6, 21.8, 13.4; HRMS calcd. for Ci4H1603: 232.1099; found:
232.1091.

Spectral data for 6-isopropyl-2-phenyl-4H-1,3-dioxin-4-one (3i).
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White solid; *H NMR (600 MHz, CDCl3): § 7.55 ~ 7.52 (m, 2 H), 7.41 ~ 7.38 (m, 3 H), 6.30
(s, 1 H), 5.38 (s, 1 H), 2.55 ~ 2.50 (m, 1 H), 1.16 ~ 1.13 (m, 6 H); *C NMR (150 MHz,
CDCl3): 6 179.7, 162.4, 133.6, 130.1, 128.4, 126.3, 99.7, 93.4, 32.1, 19.1, 19.0; HRMS calcd.
for C13H1403: 218.0943; found: 218.0942.

Spectral data for 6-cyclohexyl-2-phenyl-4H-1,3-dioxin-4-one (3j).
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White solid; *H NMR (600 MHz, CDCls): § 7.56 ~ 7.55 (m, 2 H), 7.44 ~ 7.43 (m, 3 H), 6.30



(s, 1 H), 5.38 (d, J = 0.6 Hz, 1 H), 2.26 ~ 2.22 (m, 1 H), 1.93 ~ 1.88 (m, 2 H), 1.80 ~ 1.78 (m,
2 H), 1.70 ~ 1.67 (m, 1 H), 1.34 ~ 1.17 (m, 5 H); *C NMR (150 MHz, CDCl5): § 179.0,
162.8, 133.8, 130.3, 128.6, 126.5, 99.9, 93.8, 41.7, 29.7, 29.5, 25.6, 25.5 (one carbon merged
with others); HRMS calcd. for C16H1503: 258.1256; found: 258.1258.

Spectral data for 2-(4-methoxyphenyl)-6-phenyl-4H-1,3-dioxin-4-one (3K).

Ph WC

o__0O

3k

OMe

White solid; *H NMR (600 MHz, CDCls): & 7.72 (d, J = 8.1 Hz, 2 H), 7.57 (d, J = 8.4 Hz, 2
H), 7.52 ~ 7.49 (m, 1 H), 7.42 (t, J = 7.8 Hz, 2 H), 6.97 (d, J = 8.4 Hz, 2 H), 6.48 (s, 1 H),
6.03 (s, 1 H), 3.82 (s, 3 H); *C NMR (150 MHz, CDCl5): 5 168.2, 163.2, 161.1, 132.4, 130.0,
128.8, 128.2, 126.5, 125.9, 113.9, 100.3, 93.0, 55.3; HRMS calcd. for C17H1404: 282.0892;
found: 282.0886.

Spectral data for 2-(4-chlorophenyl)-6-phenyl-4H-1,3-dioxin-4-one (3I).
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White solid; *H NMR (600 MHz, CDCls): & 7.71 (d, J = 8.4 Hz, 2 H), 7.58 (d, J = 8.4 Hz, 2
H), 7.52 ~ 7.49 (m, 1 H), 7.44 ~ 7.41 (m, 4 H), 6.50 (s, 1 H), 6.03 (s, 1 H); *C NMR (150
MHz, CDCls): 6 168.0, 162.4, 136.3, 132.5, 132.1, 129.7, 128.8, 128.0, 126.5, 99.4, 93.1
(one carbon merged with others); HRMS calcd. for C16H1;ClO3: 286.0397; found: 286.0399.

Spectral data for 6-phenyl-2-(thiophen-2-yl)-4H-1,3-dioxin-4-one (3m).
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White solid; *H NMR (400 MHz, CDCly): § 7.72 (d, J = 7.8 Hz, 2 H), 7.52 (t, J = 7.4 Hz, 1

H), 7.46 ~ 7.43 (m, 3 H), 7.39 (d, J = 3.6 Hz, 1 H), 7.09 ~ 7.06 (m, 1 H), 6.78 (s, 1 H), 6.03
(s, 1 H); C NMR (100 MHz, CDCls): & 167.8, 162.2, 135.9, 132.5, 129.8, 128.8, 127.9,
127.8, 126.8, 126.6, 97.0, 93.2; HRMS calcd. for C14H1005S: 258.0351; found: 258.0355.
Spectral data for 2-(furan-2-yl)-6-phenyl-4H-1,3-dioxin-4-one (3n).
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White solid; *H NMR (400 MHz, CDCls): & 7.69 (d, J = 8.0 Hz, 2 H), 7.49 ~ 7.46 (m, 2 H),

7.40 (t, J=7.6 Hz, 2 H), 6.72 (d, J = 3.2 Hz, 1 H), 6.56 (s, 1 H), 6.44 ~ 6.43 (m, 1 H), 5.98 (s,
1 H); **C NMR (100 MHz, CDCls): § 167.7, 161.9, 146.3, 144.0, 132.4, 129.7, 128.7, 126.5,
110.9, 110.5, 94.1, 93.0; HRMS calcd. for C14H1004: 242.0579; found: 242.0576.

Spectral data for 6-phenyl-2-(prop-1-en-2-yl)-4H-1,3-dioxin-4-one (30).

White solid; *"H NMR (400 MHz, CDCls): 6 7.70 (d, J = 7.8 Hz, 2 H), 7.51 (t, J = 7.4 Hz, 1
H), 7.44 (t, J = 7.6 Hz, 2 H), 5.95 (s, 1 H), 5.89 (s, 1 H), 5.43 (5, 1 H), 5.28 (s, 1 H), 1.95 (s,
3 H); *C NMR (100 MHz, CDCls): 5 168.1, 163.0, 137.9, 132.4, 130.1, 128.9, 126.5, 118.2,

101.8, 92.9, 16.5; HRMS calcd. for C13H1205: 216.0786; found: 216.0785.



Spectral data for (E)-6-phenyl-2-styryl-4H-1,3-dioxin-4-one (3p).
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White solid; *H NMR (400 MHz, CDCl3): § 7.74 (d, J = 8.6 Hz, 2 H), 7.54 ~ 7.43 (m, 5 H ),
7.39 ~7.30 (m, 3 H), 7.05 (d, J = 16.4 Hz, 1 H), 6.44 (dd, J = 16.4, 5.6 Hz, 1 H), 6.18 (d, J =
5.6 Hz, 1 H), 6.00 (5, 1 H); **C NMR (100 MHz, CDCly): § 168.1, 162.8, 137.0, 134.7, 132.4,
130.1, 129.1, 128.8, 128.7, 127.1, 126.5, 120.4, 100.0, 93.1; HRMS calcd. for CsH14Os:
278.0943; found: 278.0913.

Spectral data for 2-methyl-6-phenyl-4H-1,3-dioxin-4-one (3q).

White solid; *H NMR (400 MHz, CDCls): & 7.68 ~ 7.66 (m, 2 H), 7.51 ~ 7.47 (m, 1 H), 7.43
~7.39 (m, 2 H), 5.90 (s, 1 H), 5.73 (q, J = 5.2 Hz, 1 H), 1.75 (d, J = 5.2 Hz, 3 H); **C NMR
(100 MHz, CDCl3): & 168.2, 163.3, 132.3, 130.0, 128.8, 126.4, 98.6, 92.7, 19.4; HRMS calcd.
for C11H1003: 190.0630; found: 190.0633.

Spectral data for 6-phenyl-2-propyl-4H-1,3-dioxin-4-one (3r).

White solid; *H NMR (400 MHz, CDCls): § 7.67 ~ 7.65 (m, 2 H), 7.50 ~ 7.46 (m, 1 H), 7.43
~7.39 (m, 2 H), 5.89 (s, 1 H), 5.59 (t, J = 5.2 Hz, 1 H), 2.09 ~ 1.96 (m, 2 H), 1.69 ~ 1.56 (m,
2 H), 1.01 (t, J = 7.4 Hz, 3 H); *C NMR (100 MHz, CDCl5): & 168.1, 163.4, 132.2, 130.1,

128.7, 126.3, 101.1, 92.7, 34.9, 16.4, 13.6; HRMS calcd. for C13H1403: 218.0943; found:



218.0946.

Spectral data for 2-isobutyl-6-phenyl-4H-1,3-dioxin-4-one (3s).

White solid; *H NMR (400 MHz, CDCls): & 7.68 (d, J = 8.0 Hz, 2 H), 7.52 ~ 7.49 (m, 1 H),
7.44 (t,J=7.4Hz, 2 H),5.92 (s, 1 H), 5.65 (t, J = 5.6 Hz, 1 H), 2.14 ~ 2.02 (m, 1 H), 2.01 ~
1.89 (m, 2 H), 1.04 ~ 1.02 (m, 6 H); **C NMR (100 MHz, CDCls): & 168.3, 163.5, 132.3,
130.2, 128.9, 126.4, 100.6, 92.9, 41.6, 23.5, 22.7, 22.6; HRMS calcd. for CysHsOs:
232.1099; found: 232.1098.

Spectral data for 2-methyl-2,6-diphenyl-4H-1,3-dioxin-4-one (3t).

White solid; *H NMR (600 MHz, CDCls): 6 7.75 (d, J = 7.2 Hz, 2 H), 7.51 ~ 7.48 (m, 3 H),
7.43 (t, 3 = 7.5 Hz, 2 H), 7.30 ~ 7.29 (m, 3 H), 5.80 (s, 1 H), 1.99 (s, 3 H); *C NMR (150
MHz, CDCls): 6 165.0, 162.0, 139.9, 132.1, 130.5, 129.0, 128.8, 128.5, 126.1, 124.7, 106.7,
93.3, 29.4; HRMS calcd. for C17H1403: 266.0943; found: 266.0944.

Spectral data for 2-ethyl-2,6-diphenyl-4H-1,3-dioxin-4-one (3u).

White solid; *H NMR (600 MHz, CDCls): & 7.76 ~ 7.74 (m, 2 H), 7.51 ~ 7.43 (m, 5 H), 7.31
~7.28(m, 3H),5.78 (s, 1 H), 2.28 ~ 2.17 (m, 2 H), 1.05 (t, J = 7.5 Hz, 3 H); **C NMR (150

MHz, CDCls): ¢ 165.1, 162.2, 139.0, 132.1, 130.7, 129.0, 128.8, 128.4, 126.2, 125.3, 108.6,



93.4, 35.3, 7.3; HRMS calcd. for C1gH1603: 280.1099; found: 280.1099.

Spectral data for 2,2-dimethyl-6-phenyl-4H-1,3-dioxin-4-one (3v).

White solid; *H NMR (600 MHz, CDCls): § 7.61 ~ 7.60 (m, 2 H), 7.44 ~ 7.41 (m, 1 H), 7.37
~7.35 (M, 2 H), 5.81 (s, 1 H), 1.72 (s, 6 H); *C NMR (150 MHz, CDCls): § 164.7, 161.5,
131.8, 130.7, 128.5, 126.0, 106.3, 90.9, 24.7; HRMS calcd. for C1,H;,03: 204.0786; found:
204.0787.

Spectral data for 4-phenyl-1,5-dioxaspiro[5.5]undec-3-en-2-one (3w).

Ph = (0]

o o
3w©

White solid; *H NMR (600 MHz, CDCls): § 7.64 ~ 7.62 (m, 2 H), 7.44 ~ 7.41 (m, 1 H), 7.38

~7.35(m, 2 H), 5.80 (s, 1 H), 2.13 ~ 2.10 (m, 2 H), 1.93 ~ 1.89 (m, 2 H), 1.69 ~ 1.50 (m, 5
H), 1.42 ~ 1.36 (m, 1 H); *C NMR (150 MHz, CDCls): & 164.2, 161.5, 131.8, 130.8, 128.6,
126.0, 106.9, 91.1, 33.4, 24.4, 21.2; HRMS calcd. for C1sH1605: 244.1099; found: 244.1097.

Spectral data for 6-butyl-2,2-dimethyl-4H-1,3-dioxin-4-one (3x).

Colorless oil; *H NMR (600 MHz, CDCls): § 5.18 (m, 1 H), 2.17 (t, J = 7.8 Hz, 2 H), 1.63 (s,
6 H), 1.50 ~ 1.45 (m, 2 H), 1.35 ~ 1.29 (m, 2 H), 0.88 (t, J = 7.2 Hz, 3 H); *C NMR (150
MHz, CDCl3): § 172.1, 161.4, 106.1, 93.0, 33.2, 27.7, 24.9, 22.0, 13.6; HRMS calcd. for
C1oH1603: 184.1099; found: 184.1100.

Spectral data for 6-cyclopropyl-2,2-dimethyl-4H-1,3-dioxin-4-one (3y).
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Colorless liquid; *H NMR (400 MHz, CDCls): § 5.28 (s, 1 H), 1.61 (s, 6 H), 1.58 ~ 1.52 (m,

1 H), 0.94 ~ 0.87 (m, 4 H); Bc NMR (100 MHz, CDClg): 6 172.3, 161.0, 106.0, 91.0, 24.6,
13.7, 7.0; HRMS calcd. for CgH1,03: 168.0786; found: 168.0788.

Spectral data for 2-butoxy-6-phenyl-2H-pyran-4(3H)-one (5a).

White solid; *H NMR (400 MHz, CDCls): & 7.71 (d, J = 8.0 Hz, 2 H), 7.46 ~7.36 (m, 3 H),
6.02 (s, 1 H), 5.55 ~ 5.53 (m, 1 H), 3.94 ~ 3.88 (m, 1 H), 3.67 ~ 3.62 (m, 1 H), 2.82 ~ 2.66
(m, 2 H), 1.59 ~ 1.52 (m, 2 H), 1.37 ~ 1.28 (m, 2 H), 0.85 (t, J = 7.4 Hz, 3 H); **C NMR
(100 MHz, CDCls): & 191.4, 166.3, 132.6, 131.5, 128.6, 126.2,, 102.4, 101.8, 69.5, 42.0,
31.3,19.0, 13.6; HRMS calcd. for C15H1503: 246.1256; found: 246.1259.

Spectral data for 2-butoxy-6-(4-chlorophenyl)-2H-pyran-4(3H)-one (5b).
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White solid; *H NMR (400 MHz, CDCls): § 7.62 (d, J = 8.4 Hz, 2 H), 7.34 (d, J = 8.4 Hz, 2
H), 5.96 (s, 1 H), 5.54 ~ 5.52 (m, 1 H), 3.89 ~ 3.83 (m, 1 H), 3.65 ~ 3.59 (m, 1 H), 2.81 ~
2.63 (M, 2 H), 1.56 ~ 1.49 (m, 2 H), 1.34 ~ 1.25 (m, 2 H), 0.82 (t, J = 7.4 Hz, 3 H); *C NMR
(100 MHz, CDCly): 5 191.1, 164.9, 137.5, 131.1, 128.8, 127.4, 102.5, 101.9, 69.5, 41.9, 31.3,
19.0, 13.6; HRMS calcd. for C45H:7ClO3: 280.0866; found: 280.0865.

Spectral data for 2-butoxy-6-butyl-2H-pyran-4(3H)-one (5c).
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Colorless liquid; *H NMR (600 MHz, CDCls): 6 5.32 ~ 5.30 (m, 2 H), 3.81 ~ 3.77 (m, 1 H),
3.54 ~3.51 (m, 1 H), 2.65 (dd, J = 16.5, 3.9 Hz, 1 H), 2.54 (dd, J = 16.5, 6.0 Hz, 1 H), 2.22 ~
2.19 (m, 2 H), 1.54 ~ 1.50 (m, 4 H), 1.34 ~ 1.30 (m, 4 H), 0.89 ~ 0.86 (m, 6 H); *C NMR
(150 MHz, CDCls): & 191.3, 174.0, 104.5, 101.5, 69.4, 41.7, 34.5, 31.4, 28.4, 22.0, 19.1,
13.7, 13.6; HRMS calcd. for C13H,,03: 226.1569; found: 226.1568.

Spectral data for 2-butoxy-6-cyclopropyl-2H-pyran-4(3H)-one (5d).
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Colorless liquid; *H NMR (400 MHz, CDCls): & 5.42 (s, 1 H), 5.25 ~ 5.23 (m, 1 H), 3.74 ~
3.68 (m, 1 H), 3.50 ~ 3.45 (m, 1 H), 2.64 ~ 2.48 (m, 2 H), 1.57 ~ 1.46 (m, 3 H), 1.35 ~ 1.25
(m, 2 H), 0.94 ~ 0.92 (m, 2 H), 0.87 ~ 0.83 (m, 5 H); *C NMR (100 MHz, CDCl5): § 190.2,
1745, 103.1, 101.7, 69.3, 41.8, 31.3, 19.0, 15.0, 13.6, 7.9; HRMS calcd. for Ci,H1gOs:
210.1256; found: 210.1252.

Spectral data for 2,2-diethoxy-6-phenyl-2H-pyran-4(3H)-one (5e).

Colorless liquid; *H NMR (600 MHz, CDCls): § 7.76 ~ 7.74 (m, 2 H), 7.47 ~ 7.39 (m, 3 H),
6.04 (s, 1 H), 3.82 ~3.77 (m, 2 H), 3.70 ~ 3.63 (m, 2 H), 2.89 (s, 2 H), 1.21 ~ 1.17 (m, 6 H);
3C NMR (150 MHz, CDCls): & 192.4, 166.2, 132.2, 131.6, 128.7, 126.3, 116.4, 102.0, 58.7,
43.7, 15.0; HRMS calcd. for C15H1504: 262.1205; found: 262.1204.

Spectral data for 2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f).



Colorless liquid; *H NMR for cis-2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f)
(600 MHz, CDCls): & 7.74 ~ 7.71 (m, 2 H), 7.47 ~ 7.39 (m, 3 H), 6.00 (s, 1 H), 5.46 (d, J =
3.6 Hz, 1 H), 3.96 ~ 3.91 (m, 1 H), 3.72 ~ 3.66 (m, 1 H), 2.83 ~ 2.79 (m, 1 H), 1.28 ~ 1.18
(m, 6 H); 3C NMR for cis-2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f) (150 MHz,
CDCls): 6 195.5, 165.9, 132.9, 131.5, 128.7, 126.3, 106.5, 101.8, 65.6, 45.2, 15.0, 11.3; H
NMR for trans-2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f°) (600 MHz, CDCl5):
§7.74 ~ 7.71 (m, 2 H), 7.47 ~ 7.39 (m, 3 H), 6.00 (s, 1 H), 5.16 (d, J = 7.2 Hz, 1 H), 4.07 ~
4.02 (m, 1 H), 3.77 ~ 3.72 (m, 1 H), 2.64 ~ 2.59 (m, 1 H), 1.27 ~ 1.18 (m, 6 H); *C NMR for
trans -2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f*) (150 MHz, CDClI3): 6 194.9,
165.4, 132.6, 131.3, 128.6, 126.2, 104.4, 101.4, 65.5, 44.4, 14.9, 8.9; HRMS calcd. for
C14H1603: 232.1099; found: 232.1098.

Spectral data for 2-methoxy-2-methyl-6-phenyl-2H-pyran-4(3H)-one (59).

Colorless liquid; *H NMR (600 MHz, CDCl5): & 7.75 ~ 7.74 (m, 2 H), 7.47 ~ 7.39 (m, 3 H),
6.04 (s, 1 H), 3.33 (s, 3 H), 2.75 (5, 1 H), 2.74 (s, 1 H), 1.69 (s, 3 H); *C NMR (150 MHz,
CDCl): 6 192.4, 165.6, 132.7, 131.4, 128.7, 126.2, 105.0, 102.0, 50.2, 46.8, 22.3; HRMS
calcd. for C13H1403: 218.0943; found: 218.0941.

Spectral data for 6-cyclopropyl-2-methoxy-2-methyl-2H-pyran-4(3H)-one (5h).




Colorless liquid; *H NMR (600 MHz, CDCls): 6 5.43 (s, 1 H), 3.24 (s, 3 H), 2.61 ~ 2.53 (m,
2 H), 1.57 ~ 1.53 (m, 1 H), 1.49 (s, 3 H), 0.99 ~ 0.84 (m, 4 H); ©*C NMR (150 MHz, CDCl3):
6 191.1, 173.8, 104.7, 102.3, 49.9, 46.4, 22.2, 14.9, 8.2, 7.6; HRMS calcd. for C1oH1403:
182.0943; found: 182.0935.

Spectral data for 2,3,6-triphenyl-2H-1,3-oxazin-4(3H)-one (6a).
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White solid; *H NMR (600 MHz, CDCls): & 7.69 (d, J = 8.1 Hz, 2 H), 7.57 (d, J = 7.5 Hz, 2

H), 7.45 ~ 7.30 (m, 10 H), 7.20 (t, J = 7.2 Hz, 1 H), 6.83 (5, 1 H), 6.04 (s, 1 H); *C NMR
(150 MHz, CDCls): 5 162.9, 161.3, 139.6, 136.4, 131.6, 131.3, 129.4, 129.0, 128.6, 128.5,
127.1, 126.3, 126.2, 124.9, 98.9, 90.0; HRMS calcd. for CHi7NO: 327.1259; found:
327.1262.

Spectral data for 2-(4-methoxyphenyl)-3,6-diphenyl-2H-1,3-oxazin-4(3H)-one (6b).

White solid; *H NMR (400 MHz, CDCls): § 7.67 (d, J = 7.2 Hz, 2 H), 7.48 ~ 7.17 (m, 10 H),
6.86 (d, J = 8.8 Hz, 2 H), 6.77 (s, 1 H), 6.03 (s, 1 H), 3.75 (s, 3 H); *C NMR (100 MHz,
CDCls): & 163.1, 161.2, 160.4, 139.5, 131.7, 131.3, 129.0, 128.6, 128.5, 128.3, 126.3, 126.2,
125.0, 113.9, 98.7, 89.9, 55.2; HRMS calcd. for C»3H;9NO3: 357.1365; found: 357.1363.

Spectral data for 2-(4-chlorophenyl)-3,6-diphenyl-2H-1,3-oxazin-4(3H)-one (6c).
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White solid; *H NMR (400 MHz, CDCls): & 7.68 ~ 7.65 (m, 2 H), 7.50 ~ 7.19 (m, 12 H),
6.78 (s, 1 H), 6.03 (s, 1 H); *C NMR (100 MHz, CDCl3): § 162.7, 161.3, 139.4, 135.5, 135.0,
1315, 131.4, 129.1, 128.9, 128.7, 128.5, 126.4, 126.3, 125.0, 98.8, 89.4; HRMS calcd. for

C2H16CINO,: 361.0870; found: 361.0869.
(4) NOE of 2-ethoxy-3-methyl-6-phenyl-2H-pyran-4(3H)-one (5f).
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Sr.no. Irradiation Intensity increase % (Key peaks)
1) Hy (6 2.83 ~2.79) H, (8 5.46, 1.44%),Hs (8 ~1.19, 2.43%)
2) H, (6 5.46) H; (6 2.83 ~2.79, 1.57%), H3 (8 3.92, 3.69

0.45% and 1.26%)

5f' (trans H4 and Hy)

Sr.no.  Irradiation Intensity increase % (Key peaks)
1) H; (6 2.63 ~ 2.60) H, (6 5.16, 0.70%), Hs (6 ~1.26, 2.23%)
2) H2 (6 5.16) H; (6 2.63 ~ 2.60, 0.80%), H3 (6 4.04, 3.75

0.55% and 1.23%), Hs (5 ~1.26, 1.30%)




(7) X-Ray crystallographic structure and data for compound (3a):

Q

Table 1. Crystal data and structure refinement for 141246_0m.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient
F(000)

141246_0m

C16 H12 03

252.26

296(2) K

0.71073 A

Monoclinic

P 21/n

a=6.0914(7) A a=90°,
b=8.5177(11) A B=90.598(7)°.
c=23.947(3) A y =90°.
1242.4(3) A3

4

1.349 Mg/m3

0.093 mm!

528



Crystal size 0.30 x 0.05 x 0.05 mm3

Theta range for data collection 0.850 to 26.424°.

Index ranges -7<=h<=7, -10<=k<=10, -29<=I<=29
Reflections collected 8860

Independent reflections 2531 [R(int) = 0.0528]
Completeness to theta = 25.242° 99.6 %

Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.9485 and 0.7225

Refinement method Full-matrix least-squares on F2
Data / restraints / parameters 2531/0/174

Goodness-of-fit on F2 1.388

Final R indices [I1>2sigma(l)] R1 =0.1269, wR2 = 0.3426

R indices (all data) R1 =0.1690, wR2 = 0.3920
Extinction coefficient 0.27(5)

Largest diff. peak and hole 0.866 and -1.044 e A3

Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A 2x 103)

for 141246_0m. U(eq) is defined as one third of the trace of the orthogonalized U' tensor.

X y z U(eq)
C@1) 4946(8) 6899(5) 3242(2) 49(1)
C(2) 6341(10) 6736(6) 2793(2) 62(1)
C@®3) 5650(11) 5880(7) 2330(2) 71(2)
C(4) 3641(10) 5194(7) 2310(2) 68(2)
C(5) 2253(10) 5353(7) 2758(2) 72(2)
C(6) 2902(9) 6213(7) 3224(2) 60(1)
C(7) 5653(8) 7843(5) 3747(2) 48(1)
C(8) 5804(8) 7754(5) 4710(2) 48(1)
C(9) 7512(8) 8750(6) 4687(2) 53(1)
C(10) 8836(9) 8857(6) 4185(2) 54(1)
C(11) 4600(8) 7309(6) 5217(2) 50(1)
C(12) 2561(9) 6618(7) 5180(2) 63(1)
C(13) 1380(11) 6245(8) 5650(2) 75(2)
C(14) 2294(12) 6548(7) 6168(2) 75(2)
C(15) 4333(12) 7224(7) 6216(2) 72(2)
C(16) 5517(10) 7601(7) 5748(2) 60(1)

0(1) 5066(6) 7014(4) 4240(1) 51(1)



0(2)
0(3)

7928(6)
10624(6)

8103(4)
9401(5)

3728(1)
4147(1)

57(1)
71(1)

Table 3.  Bond lengths [A] and angles [] for 141246_0m.

C(1)-C(6)
C(1)-C(2)
C(1)-C(7)
C(2)-C(3)
C(2)-H(2)
C(3)-C(4)
C(3)-H(3)
C(4)-C(5)
C(4)-H(4)
C(5)-C(6)
C(5)-H(5)
C(6)-H(6)
C(7)-0(2)
C(7)-0(1)
C(7)-H(7)
C(8)-C(9)
C(8)-0(1)
C(8)-C(11)
C(9)-C(10)
C(9)-H(9)
C(10)-0(3)
C(10)-0(2)
C(11)-C(12)
C(11)-C(16)
C(12)-C(13)
C(12)-H(12)
C(13)-C(14)
C(13)-H(13)
C(14)-C(15)
C(14)-H(14)
C(15)-C(16)

1.375(7)
1.384(7)
1.511(6)
1.389(7)
0.9300
1.357(8)
0.9300
1.379(9)
0.9300
1.387(7)
0.9300
0.9300
1.404(6)
1.423(5)
0.9800
1.344(7)
1.364(5)
1.473(7)
1.458(7)
0.9300
1.188(6)
1.380(5)
1.377(8)
1.407(7)
1.380(8)
0.9300
1.379(8)
0.9300
1.373(10)
0.9300
1.377(8)



C(15)-H(15)
C(16)-H(16)

C(6)-C(1)-C(2)
C(6)-C(1)-C(7)
C(2)-C(1)-C(7)
C(1)-C(2)-C(3)
C(1)-C(2)-H(2)
C(3)-C(2)-H(?)
C(4)-C(3)-C(2)
C(4)-C(3)-H@B)
C(2)-C(3)-H@B)
C(3)-C(4)-C(5)
C(3)-C(4)-H(4)
C(5)-C(4)-H(4)
C(4)-C(5)-C(6)
C(4)-C(5)-H(5)
C(6)-C(5)-H(5)
C(1)-C(6)-C(5)
C(1)-C(6)-H(6)
C(5)-C(6)-H(6)
0(2)-C(7)-0(1)
0(2)-C(7)-C(1)
O(1)-C(7)-C(1)
0(2)-C(7)-H(7)
O(1)-C(7)-H(7)
C(1)-C(7)-H()
C(9)-C(8)-0(1)
C(9)-C(8)-C(11)
0(1)-C(8)-C(11)
C(8)-C(9)-C(10)
C(8)-C(9)-H(9)
C(10)-C(9)-H(9)
0(3)-C(10)-0(2)
0O(3)-C(10)-C(9)
0(2)-C(10)-C(9)

C(12)-C(11)-C(16)
C(12)-C(11)-C(8)

0.9300
0.9300

119.7(4)
120.2(4)
120.2(4)
119.3(5)
1203
1203
121.3(5)
119.3
119.3
119.4(5)
1203
1203
120.3(5)
119.8
119.8
120.0(5)
120.0
120.0
111.3(4)
109.3(4)
109.1(4)
109.1
109.1
109.1
120.4(4)
126.0(4)
113.5(4)
120.5(4)
119.7
119.7
118.7(4)
127.1(4)
113.9(4)
118.9(5)
120.9(4)



C(16)-C(11)-C(8) 120.2(5)

C(11)-C(12)-C(13) 121.6(5)
C(11)-C(12)-H(12) 119.2
C(13)-C(12)-H(12) 119.2
C(14)-C(13)-C(12) 118.8(6)
C(14)-C(13)-H(13) 120.6
C(12)-C(13)-H(13) 120.6
C(15)-C(14)-C(13) 120.7(5)
C(15)-C(14)-H(14) 119.7
C(13)-C(14)-H(14) 119.7
C(14)-C(15)-C(16) 120.7(5)
C(14)-C(15)-H(15) 1196
C(16)-C(15)-H(15) 1196
C(15)-C(16)-C(11) 119.3(6)
C(15)-C(16)-H(16) 120.4
C(11)-C(16)-H(16) 120.4
C(8)-0(1)-C(7) 111.8(3)
C(10)-0(2)-C(7) 115.8(4)

Symmetry transformations used to generate equivalent atoms:

Table 4.  Anisotropic displacement parameters (A 2x 103) for 141246 _0m. The anisotropic

displacement factor exponent takes the form: -2n2[ h2 a*2Ull + ... +2hka*b* U12]

Ull U22 U33 U23 U13 U12
c() 65(3) 47(2) 34(2) 0(2) -4(2) 1(2)
c() 71(3) 68(3) 46(3) -8(2) 6(2) -10(3)
c(3) 93(4) 81(4) 41(3) -12(3) 11(3) -13(3)
C(4) 92(4) 69(3) 43(3) -11(2) 5(3) -12(3)
C(5) 75(4) 84(4) 59(3) -10(3) -5(3) -15(3)
C(6) 64(3) 72(3) 45(3) 7(2) 1(2) -5(3)
c(7) 62(3) 47(2) 37(2) 1(2) -2(2) 3(2)
C(8) 62(3) 47(2) 35(2) -4(2) -2(2) 6(2)
C(9) 65(3) 58(3) 37(2) 5(2) 1(2) -6(2)
C(10) 68(3) 60(3) 35(2) -5(2) -6(2) 5(2)

Cc(11) 64(3) 48(3) 38(2) 1(2) 2(2) 10(2)



C(12) 72(4) 66(3) 51(3) 2(2) 0(2) -1(3)

C(13) 83(4) 72(4) 71(4) 0(3) 14(3) -12(3)
C(14)  101(5) 74(4) 49(3) 9(3) 20(3) -4(4)
C(15)  100(5) 78(4) 38(3) 1(2) 3(3) 10(3)
C(16) 76(3) 67(3) 37(2) -3(2) 0(2) 3(3)

o(1) 67(2) 51(2) 34(2) -2(1) -1(1) -5(2)
0(2) 66(2) 69(2) 35(2) 7(2) 2(1) -10(2)
0(3) 72(3) 90(3) 50(2) -5(2) 1(2) -26(2)

Table 5.  Hydrogen coordinates ( x 104) and isotropic  displacement parameters (A 2x 10 3)
for 141246 _0m.

X y z U(eq)
H(2) 7726 7195 2802 74
H(3) 6584 5774 2028 86
H(4) 3203 4622 1998 81
H(5) 876 4882 2748 87
H(6) 1955 6325 3523 73
H(7) 4893 8857 3741 58
H(9) 7852 9377 4994 64
H(12) 1965 6397 4829 76
H(13) -8 5798 5618 90
H(14) 1521 6292 6489 90
H(15) 4922 7429 6569 86

H(16) 6908 8043 5783 72




7':553
F«552:
T 551
7550
7.550
T.«543
7.540
7537
7.412
7399
7.396
7.389
7.387
7.384
7.348
7.346
7345
T:343
7.334
7'.332
7.329
7.324
322
7322,
7.320

Current Data Parameters

NAME SNK-4222
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140918
Time
spect

5 mm QNP 1H/1
PULPROG zg
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128
DW 59.600 usec
DE 6.50 usec
TE 303.1 K

2.00000000 sec

ec
0.01500000 sec

= CHANNEL f1

1H
10.00 usec

dB
598.7029935 MHz

F2 - Processing parameters
SI 32768

SF 598.7000260 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

7.318
7.240

1:35625
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Current Data Parameters
NAME SNK-4222
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140918
Time 5.44
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
G 2048 O
11.100 usec
6.50 usec h—
304.3 K _—
50000000 sec
0.03000000 sec O
3.40000010 sec
0 sec 1a
0.01500000 sec
= CHANNEL f1 =
136
4.80 usec
0 dB
150.5597948 MHz
CHANNEL f£2
wal
1H
92.00 usec
120.00 dB
9.00 dB
4.00 dB
598.7029935 MHz
F2 Processing parameters
SI 65536
SF 150.5432369 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
C 1.00
" l oy " m S derianatnk - 5 o AN
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SNK-5012a

Current Data Parameters
NAME SNK-5012a. fid
EXPNO 1
PROCNO 1

F2 - Processing parameters
sI 32768

SF 399.7611794 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB o

PC 1.00

__—7.510

T~ 7.488

—7.240

_—6.857
T—6.835

3.805
1.517

MeO

L_
=

o
e
o~

-]
-
]

10

9

8

7

5 4 3 2 1 ppm



mmmmmm

——161.16
—153.33

134.65
—114.10
—111.62

Current Data Parameters
NAME SNK-5012aC.fid
EXPNO 1

PROCNO 1

F2 P ing paramet

SI 65536

SF 100.5214650 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

BC 1.00

55.23
27.97

SNK-5012a C

T A AAARAAARA T RAAAARAN N T T | "
190 180 170 160 150 140 130 120 110 100 90 80




Current Data Parameters

NAME SNK-5007A
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141130
Ti 11.42
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 8389.262
FIDRES 0.250008
AQ 1.9999876
RG 128
DW 59.600
DE 6.50
TE 296.3 K
2.00000000
MCREST 0 sec
MCWRK 0.01500000

= CHANNEL {1 =

Hz
Hz
sec

usec
usec

sec

usec

MHz

MHz

1H
Pl 10.00
PL1 0 aB
SFO1 598.6029930
F2 - Processing parameters
SI 32768
SF 598.6000301
WDW no
SSB 0
LB 0 Hz
GB 0
BC 0.10

7.477
7.463
7.320
7.306

o
~

[ of

1.514
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Current Data Pa
NAME S
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141130
Time 11.48
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
G 2048
11.100 usec
6.50 usec
298.2 K
3.50000000 sec O
0.03000000 sec JEE—
3.40000010 sec Cl ——
0 sec
0.01500000 sec (@)
= CHANNEL f1 = 1c
136
4.80 usec
0 dB
150.5346470 MHz
CHANNEL f£2
wal
92.00 usec
120.00 dB
9.00 dB
4.00 dB
598.6029930 MHz
E2 Processing parameters
SI 65536
SF 150.5180952 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
C 1.00
gy e " " " \ Loy
B L o Vo i e g AR ? %Mwwwmmmwwmﬂm
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Current Data Parameters

NAME SNK-5055
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Ti 23,27
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 32

DW 41.600 usec
DE 6.50 usec
TE 295.1 K

2.00000000 sec

ec
MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz

F2 - Processing parameters
SI 32768

O MO MO
[ S S Sl e oIl Te S ol S C- V]
LYWV ONNNN
[ e el e e e L e

1.500

SF 598.6000298 MHz
WDW no
SSB 0
1B 0 Hz I s
GB 0
BC 1.00
Ll da
o NN~ n
- (3]
d o :
- |- (=2
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Current Data Parameters
NAME SNK-5055
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 23.33
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 2048
DW 11.100 usec
DE .50 usec
TE 296.4 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec (@]
MCREST 0 sec
MCWRK 0.01500000 sec | \ —
= CHANNEL f1 S O g
dB
150.5346470 MHz 1d
= CHANNEL £f2 =
waltzl6é
1H
92.00 usec
120.00 dB
9.00 dB

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181040 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

J . A

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters
NAME SNK-5057
EXPNO 1
PROCNO 2 §
2 - Acquisition Parameters
Date_ 20150108
i 0.18
spect
PROBHD 5 mm ONP 1H/1
PULPROG
TD
SOLVENT
NE
Ds 0
SWH 12019.230
FIDRES 0
fl
1e
10.00 usec
598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000311 MHz
WDW no
SSB
LB Hz
GB
PC 1.00
} ikl
< (=23 ©
< Q <
N - (=]
L B A T T T — T | A
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Current Data Parameters

NAME SNK-5057

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150108

Time 0

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zgpg

TD 32768

SOLVENT CDC13

NS 100

DS 0

SWH 45045.047 Hz

FIDRES 1.374666 Hz

AQ 0.3637748 sec

RG 2048

DW 11.100 usec

DE 6.50 usec

TE 296.4 K

D1 3.50000000 sec

dii 0.03000000 sec

DELTA 3.40000010 sec (@)

MCREST 0 sec S

MCWRK 0.01500000 sec \ P —

= CHANNEL f1 - O
dB
150.5346470 MHz 1e

= CHANNEL £f2 =
CPDPRG2 waltzl6
NUC2 1H
CPD2 92.00 usec
PL2 120.00 dB
9.00 dB

14.00
598.6029940 MHz

F2 - Processing parameters

SI 65536

SF 150.5181092 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

} | R

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5031
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141215
Ti 10.57
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 64

DW 59.600 usec
DE 6.50 usec
TE 295.2 K

2.00000000 sec

ec
MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 dB
SFO1 598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000301 MHz
wWDwW no

SSB 0

LB 0 Hz

GB 0

BC 0.10

5535
5.533
5i:531
5530
5.529
5.527
5.444
5.441
5.438
5.435
5.433
1.897
1.895
1.894
1::892
—1.474
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Current Data Parameters

NAME SNK-5031

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20141215

Time 11.04

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zgpg

TD 32768

SOLVENT DMSO

NS 100

DS 0

SWH 45045.047 Hz

FIDRES 1.374666 Hz

AQ 0.3637748 sec

RG 2048

DW 11.100 usec

DE -50 usec

TE 296.6 K

D1 3.50000000 sec O
dii 0.03000000 sec

DELTA 3.40000010 sec —
MCREST 0 sec -
MCWRK 0.01500000 sec O

= CHANNEL f1

1f

dB
150.5346470 MHz

= CHANNEL f2 =
waltzl6é

92.00 usec
120.00 dB
9.00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5180961 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

. . sl ‘UA ) N oot

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters
NAME SNK-5037
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141216
Time 12.53
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG z9
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 32
DW 41.600 usec
DE 6.50 usec
TE 294.0 X
2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL {1 =
1H
Pl 10.00 usec
PL1 dB
SFO1 598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000302 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
BC 0.10
o
o
d
-

1.455




151.60
77.21
_éw.oo
L7670
75.92
~—172.20
27.83

——83.96

Current Data Parameters

NAME SNK-5037
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141216
Time 13.03
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg

TD 32768
SOLVENT CDC13

NS 159

DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG

DW usec
DE . usec
TE 295.9 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL f1

dB
150.5346470 MHz

= CHANNEL £f2 =
CPDPRG2 waltzl6
NUC2 1H
PCPD2 92.00 usec
PL2 120.00 dB
9.00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5180985 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5022
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141205
Time 8.17
INSTRUM spect
PROBH 5 mm QNP 1H/1
PULPROG zg
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 64
DW 41.600 usec
DE 6.50 usec
TE 294.9 X
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL f1
1H
10.00 usec

0

dB
598.6035916 MHz

F2 - Processing parameters
SI 32768

SF 598.6000302 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 0.10

2.283
2,271
2259
1.547
1..535
1,531
1:523
1:::519
1,513
1,510
1.507
1.498
1.460
1.430
1.428
1.427
1.425
1.422
1.421
1.420
1.418
1.416
1.413
1.413
1.406
1.404
1.400
1:.:395
1..393
1.391
1.387
1.383
1..381
1.379
1.:375




Current Data Parameters

152.96

NAME SNK-5022
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141205
Time 8.24
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
Ds 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
G 2048
11.100 usec
6.50 usec
296.4 K
50000000 sec
0.03000000 sec
3.40000010 sec
0 sec
0.01500000 sec

= CHANNEL f1 =
13c
4.80

0 dB
150.5346470

CHANNEL f£2

wal
1H
92.00 usec
120.00 dB
9.00 dB
4.00 dB
598.6029930 MHz
F2 Processing parameters
SI 65536
SF 150.5180950 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
C 1.00
L i o,

—86.97

——82.84

P21
77.00
76.79

<

~—74.42
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Current Data Parameters

NAME SNK-5027
EXPNO a3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141211

Ti

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128

DW 59.600 usec
DE 6.50 usec
TE 295.0 K

2.00000000 sec

ec
MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000306 MHz
wWDwW no

SSB 0

LB 0 Hz

GB 0

BC 0.10

~ O N - O
VO TMONO D
W YWYV WYY
NANANNANANN

<

O

—A
—2..656
—2.644
——2632
——i2 62,

—2.609
—2...598

——1.458

e

1.195
1.184




o
— — <+ —HOoow ~ o~
o [f] © NO~ W o ~ ™
0 o N ~~om ~ - O
— o © ~or~ o~ ~ NN
Current Data Parameters
NAME SNK-5027
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141211
Time 8.24
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 2048
DW 11.100 usec
DE -50 usec
TE 296.2 K O
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec O
MCWRK 0.01500000 sec
= CHANNEL f1 1'
dB
150.5346470 MHz
= CHANNEL f2 =
waltzl6é
1H
92.00 usec
120.00 dB
9.00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5180955 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME
EXPNO
PROCNO

SNK-5023
1
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBH
PULPROG

D
SOLVENT

= CHANNEL f1

SI
SF
WDW
SSB
LB
GB
PC

20141206

12.18

spect

5 mm QNP 1H/1

z9
33556
CDC13
16

0
8389.262
0.250008

1.9999876
32

59.600
6.50

294.7
2.00000000

sec
0.01500000

1H
10.00 us

0

dB
598.6029930

598.6000291
no
0
0 Hz
0
0.10

Hz
Hz
sec

usec
usec
K
sec

sec

MHz

F2 - Processing parameters
32768

MHz
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Curre
NAME

EXPNO
PROCN

F2 -
Date_
Time
INSTRI
PROBH|
PULPR
D

SOLVE
NS

2ST 0 s

nt Data Parameters

SNK-5023

2

(0] 1
Acquisition Parameters

20141206

12.25

UM spect

D 5 mm QNP 1H/1

0G 2gpg

32768

NT CDC13

100

0

45045.047 Hz

ES 1.374666 Hz

0.3637748 sec
2048
11.100 usec
-50 usec
296.5 K
3.50000000 sec
0.03000000 sec
3.40000010 sec

ec
0.01500000 sec

= CHANNEL f1

dB
150.5346470 MHz

= CHANNEL f2 =
waltzl6é

92.00 usec
120.00 dB
9.00 dB
14.00
598.6029930 MHz
Processing parameters
65536
150.5181013 MHz
EM
3.00 Hz

1.00

153.06

—90.,.21

——82.61

77621
77.00
76.79

<

™~—174.30
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Current Data Parameters

NAME SNK-5020
EXPNO 33
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141205
Time

INSTRUM spect

PROBH! 5 mm QNP 1H/1

PULPROG zg
TD 33556
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 64
DW 41.600 usec
DE 6.50 usec
TE 295.0 K
2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL f1
1H
10.00 usec

dB
598.6035916 MHz

F2 - Processing parameters
SI 32768

1.401
1.298
1.292
1.289
1.284
1281
1.276
1.272
1270
1..267.
1.262
1,259
1.254
0.839
0.834
0.830
0.826
0.825
0.823
0.821
0.818
0.813
0.813
0.809

0.808
0.805

MW’J

SF 598.6000309 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

BC 0.10 o

! e

o
Qe
ol




Current Data Parameters

NAME SNK-5020
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141205
Time 7.42
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg

TD 32768
SOLVENT CDC13

NS 100

DS 0

SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG

DW usec
DE usec
TE K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL f1

dB
150.5346470 MHz

= CHANNEL £f2 =
CPDPRG2 waltzl6
NUC2 1H
PCPD2 92.00 usec
120.00 dB
9.00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181033 MHz
WoW EM
SSB 0

LB 3.00 Hz
GB 0

PC 1.00

1.5%: 15

—90::35

—282.61

77.00

1121
76.79

<

—69..71

27.86

——28.84

—-0.81
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Current Data Parameters

NAME SNK-5041
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

20141224
10.58
spect
5 mm QNP 1H/1
zg
D 33556
SOLVENT CDC13
NS 16
DS
SWH
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128
D! 59.600 usec
DE 6.50 usec
TE 300.9 K
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL f1
1H
10.00 usec

0

dB
598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000288 MHz
WDW no

SSB
LB
GB
BC 0.10

coo
~

7511
7510
F:507
7.491
7.489
7.488
7.484
7.481
7.475
7.473
T 8T2,
7.467
7.465
7.457
7.454
7.444
7.433
7.431
Fv242
7.240
6,551
6.057
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——168.15
—162.87
——100.26
——93,:2%
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Current Data Parameters

NAME SNK-5041

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20141224

Time 11.01

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zgpg

TD 32768

SOLVENT CDC13

NS 62

DS 0

SWH 45045.047 Hz

FIDRES 1.374666 Hz

RAQ 0.3637748 sec

RG 048

DW 11.100 usec

DE 6.50 usec

TE 301.2 K ( A
D1 3.50000000 sec

dii 0.03000000 sec

DELTA 3.40000010 sec Ph (@)
MCREST 0 sec /
MCWRK 0.01500000 sec

= CHANNEL f1

o Y
150.5346470 MHz 3
a

= CHANNEL f2 =
waltzl6é
1H
92.00 usec
120.00 dB

9.00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181035 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

| L

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5052
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Ti 7.06
INSTRUM spect

PROBHD 5 mm QNP 1H/1

MeO

341839

PULPROG zg

TD 33556

SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz

FIDRES 0.358184 Hz

AQ 1.3959796 sec

RG 32

DW 41.600 usec \

DE 6.50 usec

TE 292.8 K

D1 2.00000000 sec

MCREST 0 sec

MCWRK 0.01500000 sec
7or ' -

= CHANNEL {1 =
1H

Pl 10.00 usec

PL1 0 aB

SFO1 598.6035916 MHz

F2 - Processing parameters

SI 32768

SF 598.6000305 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00
0 (5]
o Q
< -

13.06
N —
]12.24 =

® 17,08 +—
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Current Data Parameters
NAME SNK-5052
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 7.08
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
Ds 0
SWH 45045.047
FIDRES 1.374666
AQ 0.3637748 sec
{e 48
DW 11.100 usec
DE 6.50 usec
TE 293.6 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec Meo
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL f1 = o
13¢ =
4.80 usec
0 dB
150.5346470 MHz O O
= CHANNEL f2 =
waltzl6 3b Ph
1H
92.00 usec
120.00 dB
900 dE T

14.00 dB
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181016 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

. LU

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5053
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Ti 7.30
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 32

DW 41.600 usec
DE 6.50 usec
TE 293.3 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz

F2 - Processing parameters
32768

SF 598.6000306 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

[ 1

—

[ —
~

Cl

12.11
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——166.99
——162.63
——138.80
133.46
130.53
129.24
128.69
128.50
127.85
126.66
——100.39
——93.48

Current Data Parameters

NAME SNK-5053
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 7.36
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
Ds 0
SWH 45045.047
FIDRES 1.374666
AQ 0.3637748 sec
RG, 048, (3
DW 11.100 usec
DE .50 usec
1E 294.8 K h
D1 3.50000000 sec
dii 0.03000000 sec CI
DELTA 3.40000010 sec
MCREST 0 sec
MCWRK 0.01500000 sec O
= CHANNEL f1 = =
136
4.80 usec
0 aB O (@)
150.5346470 MHz
= CHANNEL f2 =
waltz16 3c Ph
1H
92.00 usec ™ o
120.00 dB
.00 B

14.00 dB
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181029 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

L L L

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5058
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150109
Time

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 128

DW 41.600 usec
DE 6.50 usec
TE 293.3 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 dB
SFO1 598.6035916 MHz

F2 - Processing parameters
SI 32768

SF 598.6000298 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

Il s

?:—

1.00
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Current Data Parameters

NAME SNK-5058

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150109

Time 4.44

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zgpg

TD 32768

SOLVENT CDC13

NS 32

DS 0

SWH 45045.047 Hz

FIDRES 1.374666 Hz

AQ 0.3637748 sec

RG 048

DW 11.100 usec

DE 6.50 usec

TE 294.1 K

D1 3.50000000 sec e N

dii 0.03000000 sec

DELTA 3.40000010 sec /

MCREST 0 sec \

MCWRK 0.01500000 sec

= CHANNEL f1

dB ’
150.5346470 MHz \r

= CHANNEL £f2 =
waltzl6é
1H L )
92.00 usec
120.00 dB

9.00 dB

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181296 MHz
WoW EM
SSB 0

LB 3.00 Hz
GB 0

PC 0.50

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5056
EXPNO a3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150107

Ti 23.50
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg

D 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec / [
RG 32

DW 41.600 usec / // -J’
DE 6.50 usec
TE 295.1 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000298 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
BC 1.00

S
—




133.58
1:32 /63
130.31
12855
128.52
127.36
126.55
124.90
7721
77.00
76.78

——100.01

63 T
T=—=162:96
—i92.. 71

£
2
N

Current Data Parameters

NAME SNK-5056
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 23.57
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG Q48
DW 11.100 usec
DE 6.50 usec
TE 296.4 K
D1 3.50000000 sec s N
dii 0.03000000 sec
DELTA 3.40000010 sec S
MCREST 0 sec
MCWRK 0.01500000 sec \ \ O
= CHANNEL f1 /
dB
150.5346470 MHz O\(O
= CHANNEL £f2 =
waltz16 3e Ph
1H
92.00 usec - 7/
120.00 dB
9.00 dB

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181220 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

I | L |

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5049
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 0.27
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 128

DW 41.600 usec
DE 6.50 usec
TE 295.0 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 dB
SFO1 598.6035916 MHz

F2 - Processing parameters
32768

SF 598.6000295 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

MO T =IO ANHOLWS N o wn
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Current Data Parameters
NAME SNK-5049
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150107
Time 0.29
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
Ds 0
SWH 45045.047
FIDRES 1.374666
AQ 0.3637748 sec
RG 048 e
DW usec L
DE usec
TE K ' A
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec O
MCWRK 0.01500000 sec /
= CHANNEL f1 =
136
4.80 usec
0 as o.__0O
150.5346470 MHz
= CHANNEL f2 =
3 pn
1H
92.00 usec ~ -
120.00 dB
9.00 db SRER
14.00 dB
598.6029940 MHz
F2 Processing parameters
SI 65536
SF 150.5181069 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 0.50

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



7.565
7.563
7556
7553
7.550
7.459
7.458
7.451
7.448
7.445
7.441
7.436
7.431
7.426
7.421
7.240
64419

W

Current Data Parameters

5.605
5596

=

NAME SNK-5065
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
™ 33556 -
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz =
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 128
DW 41.600 usec O
DE 6.50 usec
TE 295.2 K
D1 2.00000000 sec 3
MCREST 0 sec
MCWRK 0.01500000 sec J 7 - g Ph
= CHANNEL {1 = \
1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000298 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
BC 1.00
J J A
| o (=]
N N S S
N[ - -
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Current Data Parameters
NAME SNK-5065
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time 6.34
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 213
DS 0 ( h
SWH 45045.047 Hz O
FIDRES 1.374666 Hz
AQ 0.3637748 sec /
G 2048
11.100 usec
6.50 usec
2958 K o.__0O
3.50000000 sec
0.03000000 sec
3.40000010 sec
0 sec 3
0.01500000 sec g Ph
= CHANNEL f1 = ~ <
136
4.80 usec
dB
150.5346470 MHz
CHANNEL f£2
wal
92.00 usec
120.00 dB
9.00 dB
4.00 dB
598.6029940 MHz
F2 Processing parameters
I 65536
150.5181007 MHz
EM
0
3.00 Hz
0
0.50
e S
e Pt AN AN gy A S M A g e " e Aeningl o Wiy e L
R R L S R AL ARREAY | T R e L A L R R R R RS LA AR RS LA T T
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7'.375
—6.308
5.362
2.303
2.295

=" TRV e———"

Current Data Parameters

NAME SNK-5045

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20141230

Time 6.39

INSTRUM spect

PROBH 5 mm QNP 1H/1

PULPROG zg

D 33556

SOLVENT CDC13

NS 16

DS 0

SWH 8389.262 Hz

FIDRES 0.250008 Hz

AQ 1.9999876 sec

RG 64 n-Bu O
bW 59.600 usec =
DE 6.50 usec

TE 294.6 K

Dl 2.00000000 sec O O

MCREST 0 sec
MCWRK 0.01500000 sec

= CHANNEL f1 & = Ph

10.00 usec

0

dB
598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000314 MHz
WDW no

SSB
LB
GB
BC 0.10

Hz

coo

ola 10 o ) ©|( ©
o0 Q o o el -
oiled - - o ailled ©
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Current Data Parameters
NAME SNK-5045
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141230
Time 6.40
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 22
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 048,
DW 11.100 usec
DE 6.50 usec
TE 295.3 K
D1 3.50000000 sec ( N\
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec n-Bu O
MCWRK 0.01500000 sec /
= CHANNEL f1
o5 o0.__0O
150.5346470 MAz Y
= CHANNEL £f2 =
waltz16 3h Ph
1H
92.00 usec - J
120.00 dB i X i
9,00 dB

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181358 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters
NAME SNK-5046
EXPNO 1
PROCNO 2 §

2 - Acquisitio
Date_ 20
Ti

150106

PROBHD 5 mm QNP
PULPROG
TD
SOLVENT
NS
0
12019.230
358184
959796
32
41.600
6.50
295.2
2.00000000
0 sec
0.01500000
CHANNEL f1 =
1H
10.00

0 dB
598.6035916

F2 - Processing parameters
ST 32768

SF 598.6000284 MHz
WDW no

SSB

LB Hz

GB

PC 1.00

7556
F. 551
7.548
7.542
7.541
7.540
7'.535
74525
7.418
7.411
7.408
7.402
7.400
7.394
7'.393
7.387
——6.303

rameters

Hz
Hz
sec

usec
usec
K
sec

sec

usec

MHz

rf '

-
—

5.380
2,552
2.541
2.529
2.518
2.506
1.168
1.162
1.154
1152
1.147
1.143
1.140
1::1:36

>0

—

R
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Current Data Parameters
NAME SNK-5046
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time 22.36
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 200
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
048
11.100 usec
-50 usec
296.6 K
3.50000000 sec s A
0.03000000 sec
3.40000010 sec
0 sec
0.01500000 sec / O
= CHANNEL f1
" o.__0O
150.5346470 MHz Y
= CHANNEL £f2 =
CPDPRG2 waltzl6 3' Ph
NUC2 1H )
CPD2 92.00 usec
120.00 dB 1

9.00 dB

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181275 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

I J i | A

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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7.240
—6.309

Current Data Parameters

NAME SNK-5048
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

20150106
23.56
spect
5 mm QNP 1H/1
zg
™ 33556 s N
SOLVENT CDC13
NS 16
DS 0
SwH 12019.230
FIDRES 0.358184 Hz O
aQ 1.3959796 sec =
RG 128
D! 41.600 usec

DE 6.50 usec

TE 294.9 K O\ro

D1 2.00000000 sec

MCREST 0 s/ P P 3j ~ ST f

sec
MCWRK 0.01500000 sec

= CHANNEL f1

1H
10.00 usec

0

dB
598.6035916 MHz

F2 - Processing parameters
SI 32768

SF 598.6000302 MHz
WDW no

SSB
LB
GB
BC 1.00

coo
~

, Y
| N
o

e
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rent Data Parameters
NAME SNK-5048
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time 8.09
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 200
DS 0
SWH 45045.047
FIDRES 1.374666
0.3637748 se
AAPEN "
11,100 usec ' M
6.50 usec
296.4 K ( A
3.50000000 sec
0.03000000 sec
3.40000010 sec
0.00000000 sec
0.01500000 sec / O
= CHANNEL f1 =
136
4.80 usec O O
0.00 dB
150.5346470 MHz .
= CHANNEL £2 = 3j Ph
waltzl6é )
1H
92.00 usec
120,00 dB - |
e 2] Y "
4.00 dB

598.6029940 MHz

F2 Processing parameters

SI 65536
SF 150.5180973 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 0.50
1D NMR plot parameters
CcX 20.00 cm
cY 4.00 cm
F1p 200.000 ppm
Fl 30103.62 Hz
F2P 0.000 ppm
F2 0.00 Hz

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5042
EXPNO a3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141229

Ti

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128

DW 59.600 usec
DE 6.50 usec
TE 294.4 X

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000301 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 0.10

——6.035
3.823

0._0
3k

OMe
ff/[ f v o I
NO|A|© - (=] (5] <
([N N e Q ]
NN =N N - - o




Current Data Parameters

——168.19
—163.19
——161.09

128.80
12818

X

13239
130.04

/
A
R

126.54
125.88

—— 11399

—100.33

93702

7721
77.00
76.78

55.28

Ph WO

NAME SNK-5042
EXPNO 2 O O
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141228
Time 14.13
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
D 32768
SOLVENT CDC13
NS 64 :3|( ()
DS 0
SWH 45045.047 Hz Me
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 048

11.100 usec

-50 usec
294.9 K

50000000 sec
03000000 sec
40000010 sec
00000000 sec
01500000 sec

cowow

= CHANNEL f1 =
13c
4.80 usec

0.00
150.5346470 MHz

= CHANNEL £2 =
waltzl6é
1H
92.00 usec
120.00 dB

yovTTaE
14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181111 MHz
WowW EM

SSB 0

LB 3.00 Hz

GB 0

BC 1.00

1D NMR plot parameters

CX 20.00 cm

cY 4.00 cm

F1p 200.000 ppm
Fl 30103.62 Hz

F2P 0.000 ppm
F2 0.00 Hz

1
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Current Data Parameters

NAME SNK-5043
EXPNO a3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141230

Ti

INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg

D 33556
SOLVENT CDC13

NS 16

DS 0

SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 64

DW 59.600 usec
DE 6.50 usec
TE 295.8 K
D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB //
SFO1 598.6029930 MHz
F2 - Processing parameters
SI 32768
SF 598.6000309 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
BC 0.10

o
£

—6.031

Ph WO

9

Cl

12.07
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Current Data Parameters
NAME SNK-5043 O O
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141230
Time 6.06
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
D 32768 3'
SOLVENT CDC13
NS 100
bs 0 Cl
SWH 45045.047 Hz —_—
FIDRES 1.374666 Hz
AQ 0.3637748 sec 17
RG 048
DW 11.100 usec
DE 6.50 usec
TE 296.5 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec
MCWRK 0.01500000 sec

== CHANNEL f

dB
150.5346470 MHz

= CHANNEL f2 ==
CPDPRG2 waltzl6
NUC2 1H
PCPD2 92.00 usec
PL2 120.00 dB

9.00 dB

14.00
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181179 MHz
WowW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters

NAME PK-1141
EXPNO 14
PROCNO 1
F2 Acquisition Parameters
Date_ 20141229
Time 22.54
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT cDC13
NS 5
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 4
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
CHANNEL f1 =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500168 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

T\ee=—

75734
TG
Tin 73
75537
75519
7.500
7.460
7.455
7451
7.448
7.436
7.417
7391
74,382
7.240
7.086
7.0717
7.074
7.065
6.781

@
N
o

0

8.

f\l 7/‘-

[
S5 7.0

Q| r|©
bt
M|

1.01



Current Data Parameters

——167.82

NAME PK-1141
EXPNO 15
PROCNO 1

F2 - Acquisition Parameters

— 162 .29

-
=
X

129.80
128.85
127.90

127.87

126.79
126.58

——97.:00
—93,17

T7.32
77.00
76.68

-
-\\\_

Date_ 20141229 Ph

Time 22.55 =
INSTRUM spect \\r//A\\Tf;
PROBHD 5 mm DUL 13C-1

PULPROG zgpg30 C) ()
D 65536

SOLVENT €DC13

NS 47 3m

DS 0 ZZNS
SWH 22727273 Hz

FIDRES 0.346791 Hz —
AQ 1.4418420 sec

RG 1820

DW 22.000 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec L

dlTl 0.03000000 'sec

DELTA 1.89999998 sec

TDO 1

CPDPRG2

NUC2

PCPD2

PL L
PL12

PL13 18.10 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768

SF 100.6178107 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

Arioniotiaasoruvhiv { "
A

-

™

oY ¥

I I I I L I I I ) I I ) IR IR RS AR R BRI R
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Current Data Parameters

NAME PK-1139
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141229
Time 22.41
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 18
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 4
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
== CHANNEL f1l =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500165 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

7.699
P5:679
7.495
7.469
7.420
7.401
7:+382
7.240
6.720
64712
6.561
6.443
6.439
6.436
6.431

P
£
N
e

=
S

——5.980

8 7
£
ailailod
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Current Data Parameters ’ ’ ‘ | \ \/ / \/ \/ \\L/
NAME 2014-12-29
EXPNO 11
PROCNO i &
F2 - Acquisition Parameters
Date_ 20141229
Time 22.45
INSTRUM spect Ph O
PROBHD 5 mm DUL 13C-1 =
PULPROG zgpg30
TD 65536
SOLVENT CDC13 C) ()
NS 50
DS 0
SWH 22727.273 Hz 3n
FIDRES 0.346791 Hz Z2Ne)
AQ 1.4418420 sec
RG 1820 —
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D] 2.00000000_sec "
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
13C
9.70 usec
-0.50 dB

= CHANNEL f2 =

CPDPRG2 waltz

NUC2 1H J
PCPD2 90.00 usec L
PI 4G

PL12 15.10 dB

PL13 18.10 dB

SFO2 400.1516010 MHz

F2 - Processing parameters

SI 32768

SF 100.6177980 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.00

| L l

e B ] B e I ] e ) ) ] B ] B B B B ] LE LR R Rl

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm




7713
715695
7.692
7.534
7,515
7.497
7.457
7.438
7.419
7.240

/
\
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Current Data Parameters

NAME PK-1132
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141229
Time 22.05
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 14
DS 4]
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 161
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
== CHANNEL fl = i A 17
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500172 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

—5.953
T=153895

——5.433
—5282

1:951

¢ “‘T““\ ‘ji

1.00
1.00
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Current Data Parameters ‘ ’ ‘ \ \/ / ‘ ‘ ‘ \4{/
NAME PK-1132
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141229
Time 22.06
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
D 65536
SOLVENT €DC13
NS 74
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RGy . iy 1820 . , ; . " . " s et -
DN WP, W . " Malal s Horv I e Sy s " e Wy ¥ SN e v ¥
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL fl ========
13C
9.70 usec
-0.50 dB
100.6288660 MHz
= = CHANNEL f2
CPDPRG2
NUC2
PCER2. ™ "y o adriaioadl
1% v . ™
PL12
PL13 18.10 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768
SF 100.6178046 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

W

I R I I I I L B L I L I B I I L ISR LA RARAAR SRS AR

190 180 170

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20

pPpm



7.-75%
T 131
7.728
7.545
7542
7:527
T.521
7.508
7.484
7.481
7.469
7.465
7.452
7.450
7.432
7:391
7387
7382
7.371
15352
7345
7385
7.328
.sB812
7.309
7.240
7.060
7.019
6.466
6.453
6.426
6.412
6.184
6.170
5.997

Current Data Parameters

NAME PK-1134
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150116
Time 9.55
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 29
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 71.8
DW 78.000 usec
DE 6.00 usec
TE 300.0
D1 2.00000000 sec
TDO 1
CHANNEL f1 =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500165 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

™

Sr

e

-

B e —

A

Ph o)
Y

-0

2.00

1.00
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Current Data Parameters ’ ‘ K\:\:\:Q¥Z<;4i/)// ‘ | \\L/
NAME PK-1134
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150116
Time 9.58 Ph (@)
INSTRUM spect =
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536 O O
SOLVENT €DC13
NS 135
DS 0
SWH 22727.273 Hz 3p X
FIDRES 0.346791 Hz
AQ 1.4418420 sec Ph
RG 57
DW 22.000 usec
DE 6.00 usec
TE o 300.0 K - % -
p? MR AR VIV VLI Vvl out v oot ol cooed Y v ™ v v
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
NUC2 1H J
P GRRn e S0 P e o ol PP VWY oy - s
PL2 .40
PL12 .10
PL13 18.10 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768
SF 100.6178105 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

L L I I I I L I I I I I I I L IR IR AR AR AL

190 180 170

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Parameters
PK-1137-H

Current Data

NAME
EXPNO
PROCNO

MHz

i)
o
i
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Current Data Parameters | | \ \/ / ‘ ‘ \|/
NAME PK-1137-C
EXPNO 1
PROCNO 1
F2 - Processing parameters
s1 65536
SF 100.5214665 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
’ l o
......... R R I L L I L I L L L I L I RS LA LRSS LA RARRY LARRAAR A
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Cox<) T

Parameters

Current Data

NAME

PK-1138-H

4
1

EXPNO

PROCNO

32768

rocessing parameters
399.761

B

)

1789

T EM
0.30 Hz

1.00

ppm

10



Current Data Parameters

an -
C28®
|

NAME PK-1138-C
EXPNO 1
PROCNO 1

F2 - Processing parameters
SI 65536

SF 100.5214687 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

—1i63%:37

N M0 m ~
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Parameters
PK-1140-H
1
1
32768
399.7611791 MHz
EM
0.30 Hz
1.00

Processing parameters

Current Data

NAME

EXPNO
PROCNO

ppm

o
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<
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=
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——168.26
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Current Data Parameters

NAME PK-1140-C
EXPNO 1
PROCNO 1

F2 - Processing parameters
SI 65536

SF 100.5214611 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

182,33
——130.21
———128.86
=—=i126i41

——100.59
—92.90

7753
<~ 77,00
N 176.68

41.62

T st B oA
=
O O
” | L
""""" e i e e | o = Sl == =i~ = e e i = S | = ] 2 e ST e e | e o | B e | e e 0= o | It B - v et = ol | 1 el
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5059
EXPNO a3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150109

Ti

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 33556
SOLVENT CDC13

NS 16

DS 0

SWH 12019.230 Hz
FIDRES 0.358184 Hz
AQ 1.3959796 sec
RG 64

DW 41.600 usec
DE 6.50 usec
TE 293.3 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL {1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz

F2 - Processing parameters
32768

SF 598.6000298 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

owr~mow
DT HdHHO
~~W0Wwnon
[ ol ol o S

7.501
7.494
7.482
7.449
7.437
7.424
7.308
7.298

S

2.31
13.05

C

YAl

12.02

—

5.805

Ph

(0]

3t p

0

0]

1.997

13.07
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Current Data Parameters
NAME SNK-5059
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150109
Time 5.01
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 22
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 048
DW 11.100 usec
DE 6.50 usec
TE 293.9 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec
MCWRK 0.01500000 sec Ph O
= CHANNEL f1
dB () ()
150.5346470 MHz
= CHANNEL f2 = 3t Ph
waltzl6é
1H
92.00 usec
120.00 dB
9,00 a8 i 5

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181227 MHz
WoW EM
SSB 0

LB 3.00 Hz
GB 0

PC 0.50

| L l 1

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME
EXPNO
PROCNO

SNK-5061
1

1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD

PULPROG

20150113

spect

5 mm QNP 1H/1
zg
33556
CDC13
16

0
12019.230 Hz
0.358184 Hz
1.3959796 sec
128
41.600 usec
6.50 usec
294.9 X
2.00000000 sec

sec
0.01500000 sec

CHANNEL f1 =

1H
10.00

usec

0 aB
598.6035916 MHz

Processing parameters
32768

598.6000328 MHz
no

Ph Z O
o.__0O
3y Ph

2,289
2277
2.265
2::253
2.240
2.226
2.214
2.202
2190
241798

.
=

ppm

1...065:
1.053

1.040

<
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Current Data Parameters
NAME SNK-5061
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150113
Time 1.24
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG
DW
DE
TE
D1 3.50000000 sec - N
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec Ph O
MCWRK 0.01500000 sec ////
= CHANNEL f1
. o.__0O
150.5346470 MHz
= CHANNEL f£2 = Ph
waltz16 3u
1H
92.00 usec - J
120.00 dB L . L
9.00 dB g

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181090 MHz
WDW El

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

| i | i | .

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters
NAME SNK-5062
EXPNO a3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150113
Ti
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 33556
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz (
FIDRES 0.358184 Hz
AQ 1.3959796 sec
%6 32 Ph
DW 41.600 usec
DE 6.50 usec
TE 295.1 K
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL {1 =
1H 3V
Pl 10.00 usec
PL1 0 dB N~
SFO1 598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000298 MHz
WDW no
SSB 0
LB 0 Hz o ienl =
GB 0
BC 1.00
u ,
[23K<21K¢] (=} -
e B Q L
N[N - ©o




Current Data Parameters

—164.73
—161.49

_—131.84
w28, 153
= 1.216;:05

106.33

—90..93

7327
77.00
76.78

-

24.69

NAME SNK-5062
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150113
Time 1.46
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0

SWH 45045.047 Hz
FIDRES 1.374666 Hz

AQ 0.3637748 sec
_RG Q48

11.100 usec

6.50 usec

296.5 K A

= CHANNEL f1

0 s

3.50000000 sec
0.03000000 sec
3.40000010 sec

ec
0.01500000 sec

dB
150.5346470 MHz

Ph

3v

= CHANNEL £f2 =
CPDPRG2 waltzl6 J
NUC2 1H
CPD2 92.00 usec
PL2 120.00 dB |
PLIZ ~9.00 db

14.00
598.6029940 MHz

F2 Processing parameters

65536
150.5181330 MHz
EM

3.00 Hz

0.50

L

190

180 170

160

150

140

130

120

110

100

90

80

70

60

50

40

30

20

Ppm



7.646
7.643
7.641
7.639
7.636
7.632
7.629
7027
7.448
7.446
7.437
7.434
7.430
7.423
7.422
7.419
7.386
7.383
7.379
T3
7363
7.360
7.359

Current Data Parameters

NAME SNK-5063
EXPNO ¥
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150113
me 2.00
INSTRUM spect
PROBED 5 mm ONP 1H/1
PULPROG zg
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz
FIDRES 0.358184 Hz
1.3959796 sec
32
41.600 usec
6.50 usec
295.2 K

2.00000000 sec
0 sec
0.01500000 sec

CHANNEL £f1

1H
10.00 usec

0 dB
598.6035916 MHz

F2 - Processing parameters
32768

F 598.6000298 MHz
WDW no

—

—

—5.798

HOOITONOWOONMNSNWO LW
N—HOMNHNONO O D™~ OM
HHA A0 OWWYWWYYYYY
NANN A A A A A A A A A A A A

1.626
1.620
1.613
1.604
1.597
1...590
1.581
1.540
1.534
1..:52:9
1 3523
14518
1..512
1.507
1.423
1.417

1.409
1.401
1.394

1.386

e\

Ph

3w

|
=—

2.11
1.00 _

12.02

—_— s T -
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Current Data Parameters
NAME SNK-5063
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150113
Time 2.06
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 048
DW 11.100 usec
DE 6.50 usec s N
TE 296.6 K
D1 3.50000000 sec
dl1 0.03000000 sec Ph O
DELTA 3.40000010 sec /
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL f1 O O
dB
150.5346470 MHz
= CHANNEL £f2 =
waltz1l6 3w
1H
92.00 usec . J
120.00 dB L L
9.00 dB

14.00
598.6029940 MHz

F2 Processing parameters

SI 65536

SF 150.5181323 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 0.50

1 18 | P

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Current Data Parameters

NAME SNK-5076
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20150122

7.24
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
D 33556
SOLVENT CDC13
NS 16
DS 0
SWH 8389.262 Hz
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128
DW 59.600 usec
DE 6.50 usec
TE 296.4 X
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec

= CHANNEL {1 =
1H
10.00 usec

dB
598.6029930 MHz

F2 - Processing parameters
SI 32768

SF 598.6000304 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

BC 1.00

255183
25170
21.57
1.632
1.508
1.496
1.483
1.470
1.457
1.,;353
1..347%
1...329
1.316
1.304
1..291
0.894
0.882
0.870

i
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Current Data Parameters
NAME SNK-5076
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150121
Time 14.57
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 40
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG
DW usec
DE usec
TE K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec O
= CHANNEL f1 = =
136
4.80 usec
0.00 dB (@) (@)
150.5346470 MHz
= CHANNEL f2 =
waltzl6é 3x
1H
92.00 usec
120,00 dB | X
Y.00 db
14.00 dB o0 Te)
598.6029930 MHz Ye) 7o)
F2 Processing parameters o ™
SI 65536 . .
SF 150.5181014 MHz N —
WDW EM
SSB 0 : S
LB 3.00 Hz
GB 0
PC 1.00
1D NMR plot parameters
CcX 20.00 cm
CY 4.00 cm
F1p 200.000 ppm
Fl 30103.62 Hz
F2P 0.000 ppm
F2 0.00 Hz
170 ppem
J A )

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters

NAME 2015-03-18
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150318
Time 21.47
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 83
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 406
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
== CHANNEL f1l =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500170 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

o
<
N
~

ppm

5282

1.613
1582
1.569
1.562
14555
1.550
1.541
1.537
14530
1,517
0.946
0.937
0.930
0.923
0.918
0.913
0.911
0.907
0.905
0.899
0.892
0.884
0.882
0.878
0.876
0.871
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Current Data Parameters ‘ ‘ | \\L/ | ‘
NAME 2015-03-18
EXPNO 4
PROCNO i 2
F2 - Acquisition Parameters
Date_ 20150318
Time 21.22
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 123
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG- 57
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec 0
TDO 1 =
======== CHANNEL fl ========
NUC1 13¢ (@) (0]
Pl 9.70 usec
PL1 -0.50 dB 3y
SFO1 100.6288660 MHz
= CHANNEL f2 = l
CPDRRG2 waltzl ]
NUC2 1H J
PCPD2 90.00 usec
PL2 -2.40 dB
PL12 15.10 dB
PL13 18.10 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768
SF 100.6178151 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00
PK-1173
L l e JL
R B I B I B e B e B L I B I B s RS LA RS ISR EY AARAR RS
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



FTLT
7.699
7.695
7.460
7.457
7.449
7.442
7.436
7.427
7.424
7.421
7.407
7.388
7375
7371
7.367
7.240
—16:01°9

|
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Current Data Parameters

NAME 2015-02-02
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150202
Time 10.29
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 19
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 45.2
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1 o / ;
== CHANNEL f1l =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500168 MHz
WDW EM

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

5.554
5.545
5.540
5530
3.942
3.926
3.918
3.909
3.902
3.885
3.674
3.658
3.650
3.641
3.634
3.618
2.823
2.814
2.782
2172
2.714
2.700
2.672
2.658
1,592
1..575
1.558
1.538
1,522

<
J
\

Ph._ _O._ _O"Bu

5a

\
L

_~1.355

o

1.337
1.318
1.299
1.281
0.868
0.849
0.831

N
S

(=1 = (=}
2 Q
Nl ™ i

1.01

2.00

2.01
2.01

3.02
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Current Data Parame:eri \/ / / \/ \J// ‘ ‘ ‘ l

NAME PK-115

EXPNO 3

PROCNO 5 2

F2 - Acquisition Parameters

Date_ 20150202

Time 10.32

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zgpg30

TD 65536

SOLVENT EPe13

NS 71

DS 0

SWH 22727.273 Hz

FIDRES 0.346791 Hz

AQ 1.4418420 sec

RG 57

DW 22.000 usec

DE 6.00 usec L

TE 300.0 K

D1 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89999998 sec

TDO 8 n

Ph O._ _O"Bu

======== CHANNEL fl ========

NUC1 13c |

Pl 9.70 usec

PL1 -0.50 dB

SFO1 100.6288660 MHz 5a

CHANNEL f2 = ()

CPDPRG2 waltzl

NUC2 1H

PCPD2 90.00 usec {

P I ._nﬂ J + J. . A

PL12 15.10 dB

PL13 18.10 dB

SFO2 400.1516010 MHz

F2 - Processing parameters

SI 32768

SF 100.6178123 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.00

] e B D e ] ) e ] e B B ] ) B B ] I ) R

210 200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppmr
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Current Data Parameters

NAME 2015-02-11
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150211
Time 21.04
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 33
DS 0
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 40.3
DW 78.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
== CHANNEL f1l =
1H
10.00 usec
-2.40 dB

400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500164 MHz
WDW EM

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

7. 1608

T~17.607

7.348
52 )

T™~7.241

—— 5961

5.544
5.534
5532
5521

3.892
3.876
3.869
3.859
3853
3.836
3.1651
3.635
3.627
3.618
3.611
3.:595
2.810
2.801
2.768
2.759
2.691
2.678
2.649
2:636
1.563
1.547
1.530
1.510
1.493

=z
e 1.344

)

NN N

1.325
1.307
1.288
1.269
1.251
0.841
0.823
0.804

: o

w

1.00

Cl
0. _O"Bu
5b o |
/ S ol
r———— RO e e
5 4
(=3 b B4
Qe Q<

2.00

2.01
0

3.01
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Current Data Parame:erﬁ ’ \ \/ \/ \\// ’ ’ | ‘

NAME 2015-02-1

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150211 ( N

Time 21.09 (:l

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zgpg30

™ 65536 O"Bu

SOLVENT €DC13

NS 110

DS 0

SWH 22727.273 Hz

FIDRES 0.346791 Hz 5b

AQ 1.4418420 sec

RG 57 L y,

Di 22.000 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89999998 sec

TDO 1

======== CHANNEL fl ========

NUC1 13C

Pl 9.70 usec

PL1 -0.50 dB

SFO1 100.6288660 MHz

= CHANNEL f2 =

CPDPRG2 waltzl

NUC2 1H

PGRBE PP . 4 A "

PL2 -2.40 dB

PL12 15.10 dB

PL13 18.10 dB

SFO2 400.1516010 MHz

F2 - Processing parameters

SI 32768

SF 100.6178141 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.00

J oA P—

e o B e P ) e | B B ] B e B B ey I i I ) AR

210 200 190 180 170 160 150 140 130 120 110 100 90 &80

70

60

50

40

30

20

ppm



Current Data Parameters

o -
- N == O
N mmmm
[ Ll')lnlﬁln

WV

~ WO o W
O O OO~
ooooool\l\n\m
mmmmmmm

3 537
3532
3..526
3521
35510
2.667
2.661
2.640
2633
2..563
2553
2.535

n
N
LO
(\I

2 225
25,213
2.211
2,199
1.547
1.542
1.535
14530
1,522,
1..597,
1.511
1.504
1.346
1.333
1:321
1309
0.898
0.886
0.875
0.863

L Y P e

O"Bu

NAME SNK-5077
EXPNO 33
PROCNO 1
F2 - Acquisition Parameters
Date 20150121 n
14.42
INSTRUM spect Bu
PROBHD 5 mm QNP 1H/1
PULPROG zg |
TD 33556
SOLVENT CDC13
NS 16
DS 0
swH 8389.262 Hz 5¢c
FIDRES 0.250008 Hz
AQ 1.9999876 sec
RG 128
DW 59.600 usec
DE 6.50 usec
TE 297.6 K — < <
Dl 2.00000000 sec o iedie ©
MCREST 0.00000000 sec
MCWRK 0.01500000 sec m (YZ (rz (Yz
= CHANNEL f1 = 0 w0 0 w0 S =
1H
10.00 usec
0.00 dB
598.6029930 MHz
F2 - Processing parameters
SI 32768
SF 598.6000309 MHz
WDW EM
SSB 0
LB 0.20 Hz
GB 0
BC 1.00
1D NMR plot parameters
cx 20.00 cm
CcY 5.00 cm
F1P 2.733 ppm P S L e e e B |
Fl 1636.12 Hz 5 3
F2P 0.634 ppm .
F2 379.47 Hz ppm
PPMCM 0.10497 ppm/cm
HZCM 62.83280 Hz/cm
L
(=] 0
e =
N -
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Current Data Parameters
NAME SNK-5077
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150121
Time 14.42
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT CDC13
NS 79
Ds 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
p:ie} o7% e,
DW 11,100 usec "
E 6.50 usec
TE 297.7 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec n n
MCREST 0.00000000 sec
MCWRK 0.01500000 sec Bu O O Bu
= CHANNEL f1 |
4.80 usec
0.00 dB
150.5346470 MHz 5
C
CHANNEL £2 O
wal
1H
92.00 usec
120.00 dB " %
Ry ‘S‘B ¥ T : —
14.00 dB
598.6029930 MHz
F2 Processing parameters
SI 65536
SF 150.5180980 MHz
WowW El
SSB 0
LB 3.00 Hz
GB 0
C 1.00
1D NMR plot parameters
CcX 20.00 cm
cY 4.00 cm
F1p 200.000 ppm
Fl 30103.62 Hz
F2P 0.000 ppm
F2 0.00 Hz
J .J P N ok " e n o P " o A J s "
Les - " o u ot " W Y w “

AR RS RS R RS R

190 180 170

160 150 140

130

120

110

100

B R R I R R LR IR R IR

90 80 70 60 50

ppm
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Current Data Parameters

NAME 2015-03-19

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150319

Time 16.29

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG 2930 O OnBu

TD 32768

SOLVENT CDC13

NS 20

DS 4]

SWH 6410.256 Hz

FIDRES 0.195625 Hz 5d

AQ 2.5559540 sec

RG 57 O

DW 78.000 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

TDO 1

== CHANNEL fl =
1H
10.00 usec
-2.40 dB £.¥ Al
400.1528010 MHz

F2 - Processing parameters

SI 16384

SF 400.1500172 MHz

WDW EM

SSB 0

LB 0 Hz

GB 0

BPC 1.00
1 J

e

||
Qe
||

2.03
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Current Data Parameters ‘ \ / \4// ’ ‘ | ‘ \ /
NAME 2015-03-19
EXPNO 2
PROCNO i 2
F2 - Acquisition Parameters
Date_ 20150319
Time 16.31
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 85
DS 0
SWH 22727.273 Hz
FIDRES 0.346791 Hz
AQ 1.4418420 sec
RG " " Sy — - " " i do anath " Nk o "
o g Il e L " o AP Ao A A * o addaa
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
n
= == CHANNEL £l =====s— O O"Bu
136 |
9.70 usec
-0.50 dB
100.6288660 MHz 5d
======== CHANNEL f2 ======== O
CPDPRG2 waltz16
NUC2 1H
P G A “ o . A p ke k I ¥ “Jw
PL2 -2.40 dB o
PL12 15.10 dB
PL13 18.10 dB
SFO2 400.1516010 MHz
F2 - Processing parameters
SI 32768
SF 100.6178080 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

Y TARApn———

W

meMmM

iy

i

-

Iy

e A I M I Il I R I I I ) I I e LAY LA LA AR RS LAY AR

210 200 190 180 170 160 150 140 130 120 110 100 90 80

70 60 50 40 30

20

ppm



7.760
7.758

7.756
7.747
7.744
7.475
7.466
7.462
7.459
7.452
7.450
7.448
7.428
7425
7.422
7.420
7.418
7.414
7.412
7.409
7.407
7.406
7.403
7.400
7,398
7.240
6.044

e ey

Current Data Parameters

NAME
EXPNO
PROCNO

SNK-52002
1

1

F2 - Acquisition Parameters

Date_

Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT

SI
SF
WDW
SSB
LB
GB
PC

= CHANNEL {1 =

20150324

23,17

spect

5 mm QNP 1H/1
29

32768

CDC13

16

0
12019.230
0.366798
1.3631988
128

41.600
6.50

294.6 K

2.00000000

sec
0.01500000

1H
10.00

dB
598.6035916

598.6000308

no
0
0 Hz
0
1.00

Hz
Hz
sec

usec
usec

sec

usec

MHz

F2 - Processing parameters
32768

MHz

Ph

5e

NOWVWOITOVNOAHANDITONTFOANN
N—HOOANWO~OE~-WVWWOVWLMO
0 OMSISS 00V Y©
MMOMOMMOMHMOMOOMOHOOHOMOHOOMOOOON

TR\

1.204
1.193
1.188
1181
1 L78!
1177
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Current Data Parameters
NAME SNK-52002
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150324
Time 23.24
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg
TD 32768
SOLVENT DMSO
NS 100
DS 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 4096
DW " i
DE
TE
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec O
MCWRK 0.01500000 sec Ph O
= CHANNEL f1 | O
dB
150.5346470 MHz
= CHANNEL f2 = 5e
waltz16 (@]
1H
92.00 usec
120.00 dB 1
9.00 dB T

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5180983 MHz
WoW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

1 J ] s A

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



€8T°T
S6T°1T
LOZ*T
LIC'1
61C'T
622°1
1921
cLZ 1
v8C°T
L09°2
619°C
T€9°C
L6L"C
€08°¢C
608°2C
vi8°¢
T8¢
9¢8°¢
£€€8°¢C
8€8°C
L99 "€
6L9°€
789°€
169°€
969°¢€
€0L €
LOL" €
ocL €
GEL™E
9€L €
PhL €
8L €
9G6L" €
09L"€
CLL™E
€T6°¢€
vce"€
626 €
9€6° €
Iv6°€
8%6°€
256°€
796°€
€20° ¥
SE0' P
6€0° ¥
LY0 ¥
160" ¥
860" ¥
€90° ¥
vLO" ¥
9GT°S
891°S
097" S
99%°S
L66°S
1009
ove L
T6€°L
vee’L
L6E L
66E°L
107" L
SO0 "L
807 "L
(AR R
STV L
8TV L
€Ch L
Sy L
62" L
LEV L
6EV°L
vy L
8V L
ISP L
95y -iL
657" L
€97 L
Lov° L
SLV'L
9TL"L
8TL L
9L L
8ZL"L
LEL"L
LEL™L
ovL L

5114B

SNK

Current Data Parameters

NAME

1
1

EXPNO
PROCNO

ters
50402
23.22
spect

201

F2 - Acquisition Parame

J

]
(@) —
-
-
O O
- e
©
S
e Y=
o n
A\ J
00
o oo o
N O n n v
5] SO0
T e
e SRoons
o ~ 0 A O WO
2Re AriE oo
&g S geRs
-
) b S
z . (=}
o — .
N O
m [
g
= é

0.01500000 sec

EL f1

CHANN!

MHz

598.6035916

dB

ﬁﬁ
har| L
oo

f

U [T
5

32768
598.6000295 MHz
no

F2 - Processing parameters

SI

.00

E

ppm

1
10
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Current Data P
NAME
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150402
Time 23.11
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 200
Ds 0
SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG. 4098
DW usec
DE usec
TE K ( A
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec Ph O OEt
MCREST 0 sec
MCWRK 0.01500000 sec |
= CHANNEL f1 =
136
4.80 usec 5f
0 dB
150.5346470 MHz O
CHANNEL £2 = (dr =11 )
waltzl6é
1H
92.00 usec
120.00 dB N
ITOOVAR 2

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181000 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

| 1 LA

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



SNK/51148B

File: Proton

Pulse Sequence: s2pul

i —_
\
= o T ede A ot et T L U RS N R S T | R A
9 8 7 6 3 1 0 ppm
v o . ) -
0.26 -10§.00
1.44 2.43
Ph O._ LOEt
Ph |
Affected—>= H Sf e}
(dr=1:1)
b
Irradiated
H
HZ H1 H4andHS
ﬂ [ Merged
I L.
L R R B B B B S B | T Tt et T T
9 8 7 6 3 1 0 ppm




SNK/5114B

File: Proton

Pulse Sequence: s2pul

_ e e
Arieindh, or ﬁAnéhdAA ! -g e . J;__r _.l 4*“" y L
1 )
T T T T T \ T T T T T L A B
9 8 7 6 5 4 3 2 1 0 ppm
o o o !
-104.00 1.26 1.12
0.45 1.57
Affected—> H, H
KFH34— Affected Ph | O 4OFt
5f
0]
(dr=1:1)

Affected
H3 I-I4andH5
Hz ¢ Hd Merged
Ié 1
|
L A L I A A L L A | A L A L
9 8 7 6 5 a4 3 2 1 0 ppm




SNK/S114B

File: Proton

Pulse Sequence:

s2pul

an Y r‘ A o~
T \ g T T T ' T T L I L B B
9 7 6 5 3 2 1 0 ppm
¥ B . g -
0.23 -10@.00
.70 2.23
H, ,
KT/SH Ph (@) OEt
’ |
Ph_ o_ 0 5
“"H, «—— Affected e}
Affected—= H ="Hi<—— Irradiated (dr=1:1)
o Hs <« Affected
H HZ H1 I-I4and I-|5
Merged
1 J Ll
T T T T T T T T T L
9 7 6 5 3 2 1 0 ppm




SNK/51148B

File: Proton

Pulse Sequence: s2pul

-
gt i . -L..,.J .l 1\L{
— T T T T T r—+~ 1 ' v |1 * v fr - 1 1 T 1 1 T 1 T
9 8 7 6 5 4 3 2 1 0 ppm
—— ] ! B
-10¢.00 1.28 1.30
0.55 0.80
Affected—> H, H Ph O JOEt
KF’H3<—Affected |
Ph__0_ 0 5
""Hy «<—— Irradiated dr=11)

T Hi<— Affected

Hs <« Affected -




Current Data Parameters

S MM MO0
VWO
[ S Sl o IS R
[l e e S A e R

7.447
7.445
7.429
7.426
7.423
7.415
7.413
7.410
7.404
7.401
743199

—6.041

—3.333

2.748
2.745

=

1.686

NAME SNK-5115
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters @
Date_ 20150402 < <
Time 23.28 Sl
INSTRUM spect ¥ @
PROBHD 5 mm QNP 1H/1 [e\IeN}
PULPROG zg
TD 32768
SOLVENT cpc13 OMe
NS 16 Ph O
DS 0 ey
SWH 12019.230 Hz "
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1
DW 41.600 usec
DE 6.50 usec sg
TE 296.3 K O
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL {1 =
1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6035916 MHz
m
F2 - Processing parameters I)I)
SI 32768
SF 598.6000294 MHz
WDW no
i 0w ]
0 Hz
6B 0 2 &
BC 1.00 o o
— —
/ P
A . L JU‘Lm
(32 o (5] [aedfee) N
- S - S|Q N
o - (3] |- (3]




1:92:.:39

Current Data Parameters

165.62

——132.69
=131 42,
—128:.:69.
—— 12161123

——104.98
—101.96

7721
77.00
76.78

-

5017
——46.81

22.34

NAME SNK-5115
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150402
Time 23.36
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg
TD 32768
SOLVENT CDC13
NS 100
Ds 0
SWH 45045.047
FIDRES 1.374666
AQ 0.3637748
RG 4098
DW 11.100 usec
DE 6.50 usec
TE 297.5 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec Ph OMe
MCWRK 0.01500000 sec
iy
= CHANNEL f1 = | !
136
4.80 usec
0 dB
150.5346470 MHz 59
= CHANNEL f2 =
waltzl6é
1H
92.00 usec
0.00 dB . L
IO an Y
14.00 dB

598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181000 MHz
WoW EM
SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190

180

170

160

150 140 130

120

110

100

90

80

70

60

50

40

30

20

Ppm
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Current Data Parameters

Hz
Hz
sec

usec

NAME Leo-PK-1182

EXPNO 1

PROCNO 1
F2 - Acquisition Parameters

Date_ 20150409

Time 21.36

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 32768

SOLVENT CDC13

16

0

12019.230

0.366798

1.3631988

128

41.600

6.50

295.1
2.00000000

sec
0.01500000

usec

sec

sec

= CHANNEL f1
1H
10.00 usec
dB
598.6035916 MHz
F2 - Processing parameters
SI 32768
SF 598.6000296 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00

7.240

o
N
<
wn

3.241
3.240
2.610
2.583
2567
2..539
1:575
1567
1.561
1.558
15553
1.549
1.548
1.545
1:539
1563
1.486
0.994
0.992
0.991
0.985
0.984
0.981
0.980
0,977
0.974
0.973
0971
0.969
0.967
0.966
0.965
0.961
0.956
0.953
0.941
0.940
0.938
05937
0-931
0.928
0.926
0.922
0.920

|
é

OMe

gy

1.00

3.00

1.00
3.02

4.01



C )
BRU ER

191,20
17378
T2:122.
77.00
76.179

Current Data Parametersg|

—104.71
——102.27
——49.94
——46.45
—22::22
——14.89

NAME Leo-PK-1182

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150409

Time 21.56

INSTRUM spect

PROBHD 5 mm ONP 1H/1

PULPROG zZgpg

TD 32768

SOLVENT CDC13

NS 300

DS 0

SWH 45045.047 Hz

FIDRES 1.374666 Hz

AQ 0.3637748 sec

RG 4096

D L OG-

DE 6.50 usec

TE 296.5 K

D1 3.50000000 sec

dii 0.03000000 sec

DELTA 3.40000010 sec

MCREST 0 sec OMe

MCWRK 0.01500000 sec o

oy

======== CHANNEL fl ======== |

NUC1 13C

P1 4.80 usec

PL1 0 dB 5h

SFO1 150.5346470 MHz o)
CHANNEL f2 ========

CPDPRG2 waltzl6é

NUC2 1H |

PCPD I2T00TUsET reed b

PL2 120.00 dB

PL12 9.00 dB

PL13 14.00 dB

SFO2 598.6029930 MHz

F2 - Processing parameters

SI 65536

SF 150.5180985 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.00

| o |

L e L B B L R L L L B L L B L L L I LS RSN As LR RA RS AR

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm




Current Data Parameters

NOFOOEHAMNWVWMHHONOWVWINNO®IN N~
0OV~ VINMNONVESNTMNAHO O ONM
SOV IIITIOOMOOONOMNMONNA OO
L e e e el ot o ol o o o e o o S O )

TSN\

NAME SNK-5133

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150522

Time 3.51

INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zg

TD 32768

SOLVENT CDC13

NS 16

o Ph Ph
SWH 12019.230 Hz

FIDRES 0.366798 Hz O

AQ 1.3631988 sec

RG 1 |

DW 41.600 usec N
DE 6.50 usec ~
TE 297.7 K /7 . r Ph
D1 1.50000000 sec 6a

MCREST 0 sec O
MCWRK 0.01500000 sec

CHANNEL f1 =

1H
Pl 10.00 usec
PL1 0 aB
SFO1 598.6029930 MHz
F2 - Processing parameters
SI 32768
SF 598.6000280 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
BC 1.00

JU _

+(-|o[o] (r—

==l |

aja|o|~| |+
-
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Current Data Parameters

NAME SNK-5133
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150522
Time 2.57
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg

TD 32768
SOLVENT CDC13

NS 200

DS 0

SWH 45045.047 Hz
FIDRES 1.374666 Hz
AQ 0.3637748 sec
RG 40906

DW 11.100 usec
DE -50 usec
TE 299.2 K
D1 3.50000000 sec
dii 0.03000000 sec
DELTA 3.40000010 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL f1 \(
" |
150.5346470 MHz N\Ph
= CHANNEL £2 = 6a
waltzl6é
11 (0]
92.00 usec
120.00 dB
T 00 B

14.00 dB
598.6029930 MHz

F2 Processing parameters

SI 65536

SF 150.5181049 MHz
WoW EM
SSB 0

LB 3.00 Hz
GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Current Data Parameters

NAME 2015-06-26

EXPNO 1

PROCNO .

F2 - Acquisition Parameters

Date_ 20150626 s

Time 21.51 M

INSTRUM spect

PROBHD 5 mm DUL 13C-1 O e

PULPROG zg30

TD 32768

SOLVENT CDC?‘:?> Ph O

6410.256 Hz |

0.195625 Hz N

AQ 2.5559540 sec ~

RG 114 Ph
oW 78.000 usec 6b

DE 6.00 usec

TE 300.0 K O
D1 2.00000000 sec ~

TDO 1

CHANNEL f1

1H
10.00 usec
-2.40 dB
400.1528010 MHz

F2 - Processing parameters

sI 16384

SF 400.1500170 MHz / 7 ¥ .
WDW EM

538 0

1B 0.00 Hz

GB 0

PC 1.00

J A Py N




sRORER

<O

Current
NAME
EXPNO

Data Parameters
2015-06-26

2

__—163.06

161.23

nwo~YvwovwoNONS O
DOWNDNMIOONMAN o]
D HHOWO®OWWO
MONNNNNNN —
A A A A A A Ao

Nz

w0

®
=)

— N O ®
=} m o
=N ~~ 0
o) ~ 0~~~

V

PROCNO 1
OMe
F2 — Acquisition Parameters
Date 2015062
Time 21..53 Ph O
: |
N\Ph
SOLVENT
NS 6b
DS O
A J
AQ 1.4418420 sec
re— - o et e m— -
DW 22.000 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

== CHANNEL f1

1
9.70 usec
PL1 -0.50 dB
SFOl 100.6288660 MHz
CHANNEL. L2 J
waltzle
1H
90.00 usec

-2.40 dB

15.10 dB

18.10 dB

400.1516010 MHz

F2 - Processing parameters
SI 32768

SF 100.6178064 MHz
WDW EM
SSB 0

LB 3.00 Hz
GB 0
BE 1.00

Bk b e |

g b

L e o

190 180 170

160

150 140 130 120

110

100

90 80

40 30 20 ppm



7.682
7.679
7.662
7.658
7.504
7.483
T 477
7.472
7.469
7.465
7.458
7.451
7.444
7.436
7.433
7.429
7.415
15399
=395
7382
7378
7.374
7.366
7361
7.344
14327
7323
7.280
T 2T
5272,

A~ ®MO OO
LONNODNO~ AN
NNNNN A~ O
L O o o SR VR V)
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Current Data Parameters

NAME 2015-06-26
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150626
Time 22.16
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
D 32768
SOLVENT CDC13
NS 16
DS 0 =
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
G 144
DW 78.000 usec
E 6.00 usec
TE 300.0 K
D1 2.00000000 sec
DO 1
CHANNEL f1 =
1H
10.00 usec
-2.40 dB
SFO1 400.1528010 MHz
F2 - Processing parameters
SI 16384
SF 400.1500167 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

Cl

12.02
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Current Data Parameters
NAME 2015-06-26
EXPNO 6
PROCNO 1 CI
F2 - Acquisition Parameters
Date_ 20150626 Ph (@)
Time 22.18
INSTRUM |
PROBHD 5 mm D N
PU R0G \Fyh
o 6c
SOLVENT
NS O
DS
o i i e WA oot o b " ALt
22.000 usec
6.00 usec
300.0 K
2.00000000 sec
0.03000000 sec
1.89999998 sec
1
NUC1
Pl
PL1 -0.50 dB
"~ - Al " - rh e Al " o 4 e - ok PoPePn
SERE v . B2 o0y MY e v = ad T ¥ y iy YAy St oy

CHANNEL f

F2 — Processing parameters
ST 32768
SF 100.6178055 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm



	SI-1
	Chem. Commun. Spectras
	SI-3

