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1. General Information

All non-aqueous reactions were carried out under an atmosphere of nitrogen unless otherwise
stated. All reactions were carried out using anhydrous solvent. Anhydrous EtzN and CH,Cl, were
dried over calcium hydride. The anhydrous Cu(OAc), and orthosilicates are purchased from
Alfa-Aesar company. All the alcohols used were commercially purchased and used without
further purification. Extra dry DMSO was purchased from Acros Organics Company. All
reactions were monitored by thin layer chromatography (TLC) on Merck 60 F 254 precoated
silica plates and visualized using a UV lamp (366 or 254 nm) or by use of potassium
permanganate, 5 g K,COgs, / 100 mL water. Products were isolated by column chromatography
(Merck silica gel 100-200um). Yields refer to chromatographically and spectroscopically
homogenous materials unless noted otherwise. **C and 'H NMR spectra were recorded on a
Bruker 400 or Bruker 500 MHz spectrometers. Chemical shift values () are reported in ppm and
calibrated to the residual solvent peak CDCl; & = 7.2600 ppm for ‘H, & = 77.16 for **C; or
calibrated to tetramethylsilane (6 = 0.00). All NMR spectra were recorded at ambient
temperature (290 K) unless otherwise noted. *H NMR spectra are reported as follows: chemical
shift (multiplicity, coupling constant, integration). The following abbreviations are used to
indicate multiplicities: s, singlet; d, doublet; t, triplet; g, quartet; quint, quintet; sext, sextet; sept,
septet; m, multiplet; dd, doublet of doublet; dt, doublet of triplet; dg, doublet of quartet; td, triplet
of doublet; tt, triplet of triplet; dq, doublet of quartet; br, broad. Mass spectra were recorded by
electron spry ionization (ESI) method on a Q-TOF Micro with lock spray source. The crystal
data were collected and integrated using a BrukerAxs kappa apex2 CCD diffractometer, with

graphite monochromated Mo-Ka radiation.
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2. Synthesis of the 2-APP directing group and amides 1a-t.

2.1. Synthesis of the APP directing group*

B
' Cul, K,COs,
NH H 2-~3
2 _N N,N'-dimethylethylenediamine  H,N
TN = N

Xylene, 130 °C, 36 h N\’ /7

1-(2-aminophenyl)pyrazole
(2-APP Directing Group)

An oven dried two neck round bottom flask bearing septum in side arm was cooled to room
temperature under a steady stream of nitrogen gas flow. The flask was charged with stirring
bar, 2-bromoaniline (10 mmol), pyrazole (1.2 equiv), powdered K,CO; (2.1 equiv), 20 mol%
N,N'-dimethylethylenediamine, and 10 mL of p-xylene. The mixture was degased for 15 min
and Cul was added (5 mol %). The resulting mixture was kept stirring on the pre heated oil
bath (130 °C) for 36 h (monitored by TLC). After cooling to room temperature, 100 mL of
H,0 and a few crystals of EDTA were added to facilitate workup. The mixture was extracted
with three 100 mL portions of CH,Cl,. The combined organic layer was dried over MgSOy4
and filtered. The solvent was removed by rotary evaporation to leave oily residue. The
residue was purified by column chromatography by using 4:1 hexanes : ethyl acetate as the

eluent to provide pure product as pale yellow solid (1.08 g, 68% yield).

2.2. Synthesis of the amides 1a-1t?

Lo WK I
Et;N, CH,CI
Cl 3 2v12 N
R<©)J\ N HoN R<©)J\H
N N,N
\ /)

N 0°C-rt, 12 h
\ /)

An acid chloride (3 mmol, prepared from the corresponding carboxylic acid or

commercially purchased) and 1-(2-aminophenyl)pyrazole (3 mmol) were added to a 50
mL round-bottom flask and then dissolved with CH,Cl, (10 mL). EtsN (5 mmol) was added

to the vigorously stirred solution via a syringe. The reaction mixture was stirred at room
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temperature for 12 h and quenched with saturated NaHCOj5 solution. After adding H,O (75
mL), it was extracted with CH,Cl, (75 mL x 3). Combined organic phase was washed with
brine, dried over MgSOy,, and then filtered. The solvent was removed in a rotary evaporator
and resulting crude product was purified by column chromatography on silica gel by using

hexane : ethyl acetate as the eluent (90-95% yields).

2.3. Synthesis of the amides 10-p?

0 0
EDCI, DMAP,
‘@ OH CH,Cl,
‘ . el g " N
N2 0°C-rt, 12 h N
\\ // \

A heterocyclic carboxylic acid (4 mmol) and 1-(2-aminophenyl)pyrazole (5 mmol) were

taken to a 50 mL round-bottom flask and dissolved with CH,Cl, (20 mL). DMAP (0.5 mmol)

and EDCI (6 mmol) were added to the mixture under ice bath and then stirred for 12 h at
room temperature. Saturated NaHCO; solution was added to the mixture to quench the
reaction and then extracted with CH,Cl, (100 mL x 3). Combined organic phase was washed
with saturated brine solution, dried over Na,SQOy, and then filtered. The solvent was removed
in a rotary evaporator. The crude product was purified by column chromatography on silica

gel by using hexane : ethyl acetate as the eluent (70-80% yields).
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3. Optimization of the methoxylation reaction with amide 1a and phenyltrimethoxysilane®

Cu-Salt., base
PhSi(OMe); (5 equiv.) ﬁ
Solvent, T °C, air, 3h (o)

MeN 7

S.No  Cu-Salt Base Oxidant Solvent ~ Temp. Atm. Yield
(equiv) (equiv) (1 mL) (°C) (NJAI) (%)
1 Cu(OAc), KHCO; (3) - DMSO 80 Air 78
2 Cu(OAc), Na,CO; (3) - DMSO g0 Air 48
3 Cu(OAc), K.CO;s (3) -- DMSO g0 Air 87
4 Cu(OAc), Ag,COs (1) -- DMSO 8o Air 23
5 Cu(OAc), K2COs3 (3) - DMSO g0 N, 26
6 Cu(OAc), K2COs3 (3) - DMSO 100 Air 50
7 Cu(OAc), K.COs (3) -- DMSO 90 Air 82
8 Cu(OAc), K2COs3 (2) - DMSO g0 Air 80
9 Cu(OAc), K.COs (1) -- DMSO 8o Air 58
10° Cu(OAc), K2COs (3) - DMSO g0 Air 78
11¢ Cu(OAc), K2COs (3) - DMSO g0 Air 62
12° Cu(OAc), K2COs3 (3) - DMSO g0 Air 16
13 Cu(OAc), K2CO; (3) - DMSO g0 Air 41
14 Cu(OAc),H,0 K.COs (3) -- DMSO 8o Air 83
15 CucCl, K2COs (3) -- DMSO g0 Air 54
16 Cu(TFA),H,0 K.COs (3) -- DMSO 8o Air Trace
17 Cu(OTf), K2COs3 (3) - DMSO g0 Air Trace
18 (CuOH),CO5 H,0 K.COs (3) -- DMSO 8o Air 28
19 Cu(OAc), K2COs3 (3) - DMF 80 Air 46
20 Cu(OAc), K.COs (3) -- PhMe 80 Air 0
21 Cu(OAc), K2CO;s (3) -- MeCN g0 Air 0
29¢ Cu(OAc), Ag,COs (1) -- DMSO 80 N, Trace
23¢ Cu(OAc), K,CO;3 (1) Ag,CO; (2) DMSO  go N, Trace
24¢ Cu(OAc), K,COs (1) Ag,0 (2) DMSO 80 N, Trace
o5e Cu(OAc), K,CO;3 (1) K,S,05 (2) DMSO  go N, Trace
26° Cu(OAc), K,COs (1) MnO, (2) DMSO 80 N, Trace
27¢ Cu(OAc), K,COs (1) PhI(OAC), DMSO 80 N, Trace

Conditions: 1a (0.1 mmol), Cu(OAc), (0.1 mmol), PhSi(OMe); (2a), Base (3 equiv.), air, DMSO (1 mL), 80 °C, 3h.
®Yields are isolated quantities. °4 equivalent of 2a was used.!3 equivalent of 2a was used. “Cu(OAc), (30 mol%) was
used. 'Cu(OAC),(50 mol%) was used.
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3.1 Scope of the directing groups for methoxylation reaction

(0] OMe O

Cu(OAc), (1 equiv.) :
/@fLN'DG PhSi(OMe), (5 equiv.) /@fLN'DG
H H
Ko,CO3 (3 equiv.) OMe

DMSO, 80 °C, air, 3 h

Jeesdvaselvas

4, 52% 5, 64% 6, 0%

4 Typical copper mediated Cspz-H alkoxylation reaction using alkoxysilanes.

To an oven dried reaction tube (10 x 1.5 cm) was added amides 1a-1p (0.1 mmol, 1
equiv.), Cu(OAc); (0.1 mmol), alkoxysilane (0.5 mmol, 5 equiv.), K,COs (0.3 mmol), and
DMSO (1 mL). The reaction mixture was stirred at 80 °C (or given time in respective table)
for stipulated time under air. After completion (TLC monitored), it was cooled and NH,OH
(2 ml) was added. The reaction mixture was transferred to a separating funnel and partitioned
between CH,Cl, and H,O. Aqueous layer was extracted with CH,Cl, (3 x 30 mL), then
washed with brine, dried over MgSO,4 and evaporated under reduced pressure. In order to get
pure alkoxylated product, the resulting residue was purified by column chromatography on
silica gel with a gradient eluent of hexane and ethyl acetate. For the amides 1k, 11, 10 and 1p

TBAI (1 equiv.) was added as an additive along with the reagents.

5 Typical copper mediated Cspz-H alkoxylation reaction using alcohols.

To an oven dried reaction tube (10 x 1.5 cm) was added amide 1 (0.1 mmol, 1 equiv.),
Cu(OAc); (0.1 mmol), alcohol (15 /5 / 2 equiv.), Si;Mes (1 equiv.), K,CO; (0.3 mmol), and
DMSO (1 mL). The reaction mixture was stirred at 80 °C for stipulated time under air. After
completion (TLC monitored), NH4CI (2 ml) was added to the reaction tube and the reaction
mixture was transferred to a separating funnel and partitioned between CH,Cl, and H,O.
Aqueous layer was extracted with CH,Cl, (3 x 30 mL), then washed with brine, dried over
MgSO, and evaporated under reduced pressure. In order to get pure alkoxylated product, the
resulting residue was purified by column chromatography on silica gel with a gradient eluent
of hexane and ethyl acetate. For the amides 1k and 1o, TBAI (1 equiv.) was added as an

additive along with the reagents.
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Product Table

Table 2

(e} (6] (e}
_PP _PP
PP PP N N
H H H H
R OMe MeO OMe OMe OMe

R = Me, 3aa, 87% (27 mg) 3ca, 79% (26 mg) 3da, 75% (27 mg) 3ea, 73% (23 mg) 3fa, 66% (20 mg)
R = H, 3ba, 74% (22 mg)

o} o} o
_PP
MeO PP N/PP N,PP N
H H H H
OMe OMe OMe FsC OMe
OMe

28 128

3ga, 73% (24 mg) 3ha, 74% (24 mg) 3ia, 63% (22 mg) 3ja, 57% (18 mg) 3ka, 59% (21 mg)
0 o OMe O 0
PP« _PP X N/PP s PP
H H / \ H
O,N OMe OMe OMe OMe

3la, 50% (17 mg) 3ma, 52% (17 mg) 3na, 70% (24 mg) 30a, 67% (20 mg) 3pa, 50% (15 mg)

(@] (o] O (0]
_PP _PP MeO _PP PP
N N N N~ A
OEt OEt MeO OEt FsC OEt
3ab, 78% (25 mg) 3bb, 80% (25 mg) 3db, 71% (26 mg) 3kb, 68% (26 mg) 3ob, 76% (23 mg)

73% (23 mg)

o o) o} o}
PP MeO _PP _PP MeO _PP
N N N N
H H H H
O"Pr MeO O"Pr 0"Bu MeO 0"Bu
3bc, 66% (21 mg) 3dc, 72% (28 mg) 3bd, 64% (22 mg) 3dd, 84% (33 mg)
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[e) (0]
PP PP
H H
OMe OEt 0
3aa, 81% (25 mg) 3ba, 80% (24 mg) 3bb, 78% (24 mg) CF3

3be, 68% (22 mg) 3bf, 69% (25 mg)

o o} o
: %LH,PP : 'JLH,PP ”/F’P : i \)ﬁ H
o o o o
;- 1L ;
3bg, 57% (22 mg) Ph OMe

3bh, 66% (23 mg) 3bi, 61% (24 mg) 3dj, 62% (30 mg) 3bk, 48% (16 mg)
0
MeO PP
N
L
eO o

\
0 o) o)
N/PP N,PP N,PP
H H H
)0\ o o CD3
\ Ph %}

3bp, 78% (23 mg)

Ph
3dl, 78% (35 mg) 3bm, 75% (29 mg)
3bn, 65% (26 mg) 3bo, 76% (29 mg)
o}
N PP
P H
cn3 ocD, ocn
oco

3kp, 71% (26 mg) 30p, 69% (20 mg)  3qp, 77% (30 mg)  3ra, 63% (17 mg) 3rp, 61% (17 mg) 3sa, 61% (16 mg)

6. General procedure for the removal of the directing group®

o}
dN,PP BF3OEt2 MeOH /@\)ﬁ ©:
H
OMe " 100°C, 36h NH,

3aa 7,90% APP, 77%

To a 10 mL pressure tube equipped with a stir bar was added 3aa (62 mg, 0.2 mmol, 1
equiv.). Then, BF5'Et,O (0.18 mL, 6 equiv.) and dry methanol (3.5 mL) was added drop wise
to the stirred solution in this sequence. The resulting mixture was stirred at 100 °C for 36 h.
After cooling to rt, Et3N (0.32 mL, 10 equiv.) was added drop wise to the reaction mixture
with stirring. After removal of the volatile components, the crude reaction mixture was

directly loaded onto silica gel column and purification with gradient eluent of hexane and
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ethyl acetate (9:1) mixture to give the pure product 7 as colorless oil (32 mg, 90% yield) and
2-APP directing group in 77% yield (25 mg).

7. Formal Synthesis of Metoclopramide

o
0 standard conditions, PP o o (
~ cl N
N 3h N 1.NCS, DMF, 70°C, 0.5 h cl OMe  known procedure N

Cbz.. HoN " cbry ome - . H

N N, MeOH H 2. BF3OEt,, MeOH, 100 °C, 36 h. H,N OMe H,N OMe

H \/

1t

3. Pd/C, Hz, MeOH.

alkoxylation 3ta, 65% 8, 74% (3 steps) Metoclopramide

The standardized methoxylation condition for the amide 1t (4.0 mmol) delivered the
methoxylated product 3ta in 65% yield (1.17 g). Electrophilic chlorination of 3ta (0.25 mmol)
using N-chlorosuccinimide® was carried out at 70 °C in DMF solvent for 30 minutes. The crude
chlorinated product was sequentially subjected to the general procedure for the removal of the 2-
APP directing group and the Pd/C hydrogenative removal of the Cbz protection’ to give the
metoclopramide precursor 8 in 74% yield (40.0 mg). Synthesis of metoclopramide was
previously reported with compound 8 [(a). S. Kato, T. Morie, T. Kon, N. Yoshida, T. Karasawa
and J. Matsumoto, J. Med. Chem., 1991, 34, 616. (b). C. G. Jergensen, B. Frelund, J. Kehler, A.
A. Jensen, ChemMedChem 2011, 6, 725].

8. Control Experiments

8.1 Reactions with radical scavengers

O O .
standard conditions PhSi(OMe); MeOH
-PP _PP
N 1h N
H > H o
TEMPO/ BHT (2 eqiv.) oM TEMPO trace 0%
qw- € BHT trace 0%
1b 3ba

In order to probe the reaction mechanism, we have performed methoxylation reaction in
presence of radical scavenger under our stander reaction condition for 1 h. When stoichiometric
amount of radical scavengers TEMPO or BHT used, trace amount of methoxylated product was
observed when phenyltrimethoxy silane is used as methoxy source where as in the case of

methanol reaction was completely arrested.
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8.2 Reactions with methanol-d,

H (@]
o standard conditions pp H O
PP CDs;0D, 1h N~ _PP
N H + N
H H
ocD, ’
1b 3bp 1b

To investigate the reversibility of the copper mediated C-H bond cleavage, the
methoxylation reaction was performed with methanol-d4 under standard reaction condition for 1
h. From *H-NMR spectrum, confirm no deuterium incorporation was detected in the product as

well in recovered starting material.

8.3 Intermolecular Kinetic Isotope Effect Experiments:

To demonstrate the intermolecular kinetic isotope effect (KIE), a 1 : 1 mixture of 1b and the
pentadueuterated substrate ds-1b was subjected to the standard reaction condition for 1 h and the
products were isolated by column chromatography (silica gel, 15 % EtOAc : Hexane). From the
'H NMR, analysis of the H/D ratio on the phenyl ring revels that, intermolecular KIE of ku/ko
nearly 2.5 with phenyltrimethoxysilane as nucleophile (68% conversion) and ku/kp is nearly 5.1
when methanol is used as nucleophile (42% conversion).
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8.2040

D O Q
D PP ©)sz”’
H * H
D D
D

ds-1b 1b
(0.05 mmol) (0.05 mmol)

O AWONYINAOOWPVONONONMNMNOONTITONTNNO© A
DTOOTNOVOITOMNAONADANAINOVDANNONNSNTOIDNO
OCRAOMNARRKOLOOLUDITNNANNOOOOINO O W ®E®D N
HHOQANNNYIIIIIYIIIITITITONNNNNNAATA SO OQ
B BN NN NNNNENNNNNNNNSNNNNNSNSNSNSNSNSNNSNSNSNSNSN

4

standard conditions
PhSi(OMe);, 1 h

-7.0689
-7.0518
- 7.0493
16.9517
1 6.9308
1 6.5033
6.4982

68%
kHlkD =25

L 6.4926
L 3.8559

JMMM |

1.020
1.000
0.715%
1.001Y -
1.033\
1.745\
1149
1.237% o
1.000/

(2}
3124
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ppm

0
_PP

N
H

OMe

3ba & ds-3ba

Current Data Parameters

NAME JSK-KIE

EXPNO 199

PROCNO 1

F2 - Acquisition Parameters

Date_ 20151120

Time 0.41

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 16

DS 2

SWH 8012.820 Hz

FIDRES 0.122266 Hz

AQ 4.0894465 sec

RG 153.13

DW 62.400 usec

DE 6.50 usec

TE 292.1 K

Dl 0.50000000 sec

TDO 1
HANNEL f1

NUC1 1H

Pl 15.70 usec

PLW1 7.75000000 W

SFO1 400.1320007 MHz

F2 - Processing parameters

SI 65536

SF 400.1300097 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00



_PP -PP
N

Iz

standard conditions

MeOH, 1 h N

+ -
N H
D D 42% OMe
D kHIkD=5'1
ds-1b 1b 3ba & ds-3ba

(0.05 mmol) (0.05 mmol)
o R R e N e b eI TInaS B8RSR E S RN INR RO SSR Current Data Parameters
SEIG9E88RNRIIILIIIIIISIISSAICIRINIFTG388583388083 NAME JSK-KIE
WO OONNSNNNNNNNNNNNNNNENNNNNSNNNNNNNN NN O ©©© O m EXPNO 92

— _ PROCNO 1

F2 - Acquisition Parameters

Date_ 20151123
Time 16.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 32768
SOLVENT CDC13
NS 32
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 1.6384000 sec
RG 162.95
DW 50.000 usec
DE 6.50 usec
TE 299.5 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl ==
500.152500
1H
11.75 usec

15.30000019 W

F2 - Processing parameters
SI 65536

SF 500.1500223 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
j| L
T T T T T T T T T T
12 11 10 9 5 4 3 2 1 ppm

T T T
8 7 6
fsrgfirﬁrsﬁiﬁgﬁéﬁzﬁéT
o|m|olo|®|K|m|olelS
QR Q2|22 R |02
ololdl«l=l=l=laolal«

3da (CCDC 1479824)

S

3la (CCDC 1479825)

3bi (CCDC 1479826)
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9. Spectroscopic data

2-Methoxy-4-methyl-N-(2-(LH-pyrazol-1-yl)phenyl)benzamide (3aa): colorless solid, 'H-

Q NMR (400 MHz, CDCl;): & 10.66 (s, 1H), 8.62 (dd, J = 8.3, 1.2 Hz, 1H),
@d

8.08 (d, J = 7.8 Hz, 1H), 7.806-7.801 (M, 1H), 7.72-7.71 (m, 1H), 7.45-7.41
e Nﬁ (m, 1H), 7.30-7.27 (m, 1H), 7.19-7.15 (m, 1H), 6.88-6.86 (M, 1H), 6.73 (s,
1H), 6.49-6.48 (m, 1H), 3.83 (s, 3H), 2.38 (s, 3H). *C-NMR (100 MHz, CDCls): & 163.88,
144.18, 140.92, 133.43, 132.42, 130.84, 130.51, 128.78, 125.12, 123.89, 123.82, 122.01, 111.95,
106.93, 55.60, 21.74. HRMS-ESI: Calcd. for CigHi7N3O,Na [M+Na]® 330.1218, found
330.1243.

2-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ba): colorless solid, "H-NMR (400

MHz, CDCls): & 10.74 (s, 1H), 8.63 (dd, J = 8.3, 1.2 Hz, 1H), 8.19 (dd, J =

@fL Q 7.79, 1.85 Hz, 1H), 7.80-7.79 (M, 1H), 7.73-7.72 (M, 1H), 7.46-7.41 (m, 2H),

o N 730727 (m, 1H), 7.19-7.15 (m, 1H), 7.08-7.04 (m, 1H), 6.94-6.92 (m, LH),

6.49-6.48 (m, 1H), 3.84 (s, 3H). “C-NMR (100 MHz, CDCL): & 163.85, 157.39, 140.97,

133.23, 132.44, 130.83, 130.55, 128.79, 125.04, 124.07, 123.85, 121.97, 121.16, 111.21, 106.99,
55.68. HRMS-ESI:Calcd. For C17H1sNsOo[M+H]"294.1237, found 294.1237.

2,4-Dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ba): colorless solid, "H-NMR

/@ (400 MHz, CDCl3): & 10.59 (s, 1H), 8.61 (dd, J = 8.37, 1.24 Hz, 1H),

d 8.17 (d, J = 8.7 Hz, 1H), 7.806-7.802 (m, 1H), 7.719-7.714 (m, 1H),

b \_7 7.44-7.40 (m, 1H), 7.28 (dd, J = 7.8, 1.6 Hz, 1H), 7.18-7.14 (m, 1H),

6.58 (dd, J = 8.8, 2.3 Hz, 1H), 6.49-6.48 (m, 1H), 6.43 (d, J = 2.3 Hz, 1H), 3.84 (s, 3H), 3.82 (s,

3H). ¥*C-NMR (100 MHz, CDCl;): & 163.85, 163.61, 158.82, 140.91, 134.19, 133.47, 130.88,
130.53, 128.80, 125.17, 123.84, 114.79, 106.95, 105.37, 98.33, 55.68, 55.55.

2,4,5-Trimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ba): colorless solid, "H-NMR
0 (400 MHz, CDCls): 6 10.66 (s, 1H), 8.61 (dd, J = 8.3, 1.2 Hz, 1H), 7.82-
H/Q 7.81 (m, 1H), 7.75 (s, 1H), 7.72 (dd, J = 2.4, 0.49 Hz, 1H), 7.46-7.41 (m,

\ /| 1H),7.29 (dd, J=7.9, 1.5 Hz, 1H), 7.17 (td, J = 7.7, 1.4 Hz, 1H), 6.51-

MeO

MeO OMe N~
3da
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6.49 (M, 1H), 6.48 (s, 1H), 3.93 (s, 3H), 3.90 (s, 3H), 3.84 (s, 3H). *C-NMR (100 MHz,
CDCls): & 163.56, 152.91, 152.77, 143.30, 140.93, 133.52, 130.89, 130.56, 128.83, 125.29,
123.89, 123.81, 114.19, 113.22, 106.96, 96.29, 56.35, 56.31, 56.15.

2-Methoxy-4,5-dimethyl-NV-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ea): colorless semi-

o solid, "H-NMR (400 MHz, CDCls): & 10.62 (s, 1H), 8.63-8.60 (m, 1H),

HQ 7.94 (s, 1H), 7.80-7.79 (m, 1H), 7.717-7.710 (m, 1H), 7.45-7.41 (m, 1H),

°M9’L7 7.29 (dd, J = 7.9, 1.5 Hz, 1H), 7.19-7.14 (m, 1H), 6.70 (s, 1H), 6.49-6.48

(m, 1H), 3.80 (s, 3H), 2.28 (s, 3H), 2.23 (s, 3H). ¥*C-NMR (125 MHz, CDCly): & 164.08,

155.46, 142.63, 140.96, 133.51, 133.14, 130.91, 130.59, 129.24, 128.88, 125.28, 123.91, 123.82,
118.94, 112.68, 106.98, 55.73, 20.32, 18.70.

2-Methoxy-5-methyl-V-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3fa): colorless semi-solid,
0 "H-NMR (500 MHz, CDCl3): § 10.70 (s, 1H), 8.63—-8.61 (m, 1H), 7.99 (s,
H/Q 1H), 7.804-7.801 (m, 1H), 7.724-7.720 (m, 1H), 7.45-7.42 (m, 1H), 7.30-
omeN\_7 7.28 (m, 1H), 7.25-7.23 (m, 1H), 7.19-7.16 (m, 1H), 6.83-6.82 (m, 1H),
6.496-6.493 (m, 1H), 3.81 (s, 3H), 2.32 (s, 3H). *C-NMR (125 MHz, CDCl3): & 164.03, 155.40,
140.99, 134.15, 133.71, 133.36, 132.69, 130.87, 130.59, 130.52, 128.85, 127.76, 125.17, 124.03,
123.83,121.50, 111.22, 106.98, 55.77, 20.36.

2,5-Dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ga): colorless solid, 'H-NMR

Q (400 MHz, CDCls): § 10.71 (s, 1H), 8.54 (dd, J = 8.3, 1.1 Hz, 1H), 7.74
f:& (d, J= 1.6 Hz, 1H), 7.68 (d, J = 3.2 Hz, 1H), 7.66 (d, J = 2.0 Hz, 1H),

oy O 7.39-7.35 (m, 1H), 7.23 (dd, J = 7.7, 1.5 Hz, 1H), 7.12 (td, J = 7.7, 1.3
Hz, 1H), 6.94 (dd, J = 9.0, 3.2 Hz, 1H ), 6.80 (d, J = 9.0 Hz, 1H), 6.43 (t, J = 2.0 Hz, 1H), 3.74
(s, 3H), 3.73 (s, 3H). *C-NMR (100 MHz, CDCls): & 163.61, 153.77, 151.74, 140.94, 133.25,

130.91, 130.63, 128.87, 125.21, 124.19, 123.89, 119.97, 115.71, 112.73, 107.03, 56.20, 55.86.
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2-Meth0xy-3 5-dimethyl-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ha): colorless semi
solid, "TH-NMR (500 MHz, CDCls): & 10.85 (s, 1H), 8.69 (d, J = 8.3 Hz,

\(;6\ 1H), 7.81 (s, 1H), 7.724-7.720 (m, 1H), 7.67 (s, 1H), 7.46-7.43 (m, 1H),
gha 7.31-7.30 (m, 1H), 7.20-7.17 (m, 1H), 7.11 (s, 1H), 6.50-6.49 (m, 1H), 3.51

(s, 3H), 2.30 (s, 3H), 2.26 (s, 3H). *C-NMR (125 MHz, CDClL): 8 164.63, 154.51, 141.42,

135.56, 133.82, 133.29, 131.40, 130.44, 129.59, 128.75, 124.78, 124.05, 123.47, 107.15, 61.25,
20.66, 15.88.

2,3,5-Trimethoxy-/NV-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ia): colorless solid, "H-NMR

0 /@ (400 MHz, CDCls): 6 10.94 (s, 1H), 8.67-8.65 (m, 1H), 7.85-7.84 (m,

N 1H), 7.72-7.71 (m, 1H), 7.47-7.42 (m, 1H), 7.32-7.29 (m, 1H), 7.22-7.18

OMe ;“:e N\J (m, 2H), 6.62-6.61 (m, 1H), 6.51-6.50 (m, 1H), 3.85 (s, 3H), 3.82 (s, 3H),

3.65 (s, 3H). *C-NMR (125 MHz, CDCl3): & 163.80, 155.94, 153.48, 142.08, 141.54, 133.24,

130.65, 130.53, 128.77, 126.89, 125.16, 124.25, 123.67, 107.26, 104.55, 104.13, 61.47, 56.08,
55.73.

MeO

2-Meth0xy-6-methyl-N—(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ja): colorless semi-solid,
'H-NMR (400 MHz, CDCls): § 10.11 (s, 1H), 8.63-8.61 (m, 1H), 7.80-7.79

(m, 1H), 7.67-7.66 (m, 1H), 7.45-7.40 (m, 1H), 7.34-7.32 (m, 1H), 7.23-
OMe N\\_7 7.18 (m, 2H), 6.82-6.80 (m, 1H), 6.75-6.72 (m, 1H), 6.47-6.45 (m, 1H), 3.66
(s, 3H), 2.32 (s, 3H). ®C-NMR (125 MHz, CDCL): & 166.24, 156.24,
141.09, 137.49, 131.97, 130.33, 130.11, 129.74, 128.29, 126.57, 124.28, 123.64, 123.10, 122.89,
108.37, 106.98, 55.66, 19.33.

2-Methoxy-4-trifluoromethyl-NV-(2-(1H-pyrazol-1-yl)phenyl)-benzamide (3ka): colorless
Q semi-solid, "TH-NMR (500 MHz, CDCls): & 10.87 (s, 1H), 8.63 (dd, J =
3ka

8.3, 1.2 Hz, 1H), 8.28-8.26 (m, 1H), 7.81-7.80 (m, 1H), 7.76-7.75 (m,
1H), 6.51-6.50 (m, 1H), 3.93 (s, 3H). *C-NMR (125 MHz, CDCl3): & 162.60, 157.30, 141.07,

/ 1H), 7.46-7.43 (m, 1H), 7.34-7.30 (m, 2H), 7.22-7.19 (m, 1H), 7.16 (s,
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134.67 (q, Jcr 32.5 Hz), 133.17, 132.62, 130.77, 130.48, 128.75, 125.41, 124.69, 124.57,
123.88, 123.48 (q, Jer 272.9 Hz), 117.84 (q, Jer 3.6 Hz), 108.34 (q, Jor 3.7 Hz), 107.18, 56.12.
HRMS-ESI: Calcd. for CigH14F3N3OoNa [M+Na]+ 384.0936, found 384.0953.

2-Methoxy-4-nitro-N-(2-(1H-pyrazol-1-yl)phenyl)-benzamide (3la): yellow solid, "H-NMR

Q (400 MHz, CDCls): 8 10.97 (s, 1H), 8.62 (dd, J = 8.3, 1.2 Hz, 1H), 8.32

d (d, J = 8.65 Hz, 1H), 7.91 (dd, J = 8.6, 2.1 Hz, 1H), 7.82-7.80 (m, 2H),

e N\ 7.78-7.77 (m, 1H), 7.47-7.43 (m, 1H), 7.33-7.31 (m, 1H), 7.25-7.21 (m,

1H), 6.53-6.52 (m, 1H), 3.99 (s, 3H). *C-NMR (125 MHz, CDCl;): & 161.88, 157.47, 150.53,

141.12, 133.50, 132.23, 130.74, 130.40, 128.72, 127.91, 124.80, 124.48, 123.87, 115.89, 107.28,
106.64, 56.55. HRMS-ESI: Calcd. for C17H14N4O4Na [M+Na]* 384.0936, found 384.0911.

2-Methoxy-5-chloro-N-(2-(1H-pyrazol-1-yl)phenyl) benzamide (3ma): colorless solid, 'H-

/@ NMR (400 MHz, CDCl3): 6 10.78 (s, 1H), 8.60 (dd, J = 8.3, 1.0 Hz, 1H),

\@ 8.15(d,J=2.7 Hz, 1H), 7.80 (d, J = 1.6 Hz, 1H), 7.74 (d, J = 2.3 Hz, 1H),

2':,2 N\ 7.46-7.42 (m, 1H), 7.38 (dd, J = 8.8, 2.7 Hz, 1H), 7.30 (dd, J = 7.9, 1.5

Hz, 1H), 7.20 (td, J = 7.6, 1.3 Hz, 1H), 6.88 (d, J = 8.8 Hz, 1H), 6.51-6.49 (m, 1H), 3.85 (s, 3H).

BC-NMR (100 MHz, CDCls): & 162.50, 155.89, 141.00, 132.82, 132.75, 132.09, 130.79,

130.53, 128.77, 126.54, 124.88, 124.36, 123.87, 123.44, 112.74, 107.08, 56.10. HRMS-ESI:
Calcd. for C17H14CIN3O,Na [M+Na]* 350.0672, found 350.0655.

2-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)-1-naphthamide (3na): colorless solid, "H-NMR
(500 MHz, CDCls): 6 10.39 (s, 1H), 8.80 (d, J = 8.3 Hz, 1H), 8.02-8.00 (m,

v 1H), 7.89-7.87 (m, 1H), 7.80-7.77 (m, 2H), 7.56 (s, 1H), 7.48-7.43 (m,
b N oH), 7.36-7.33 (m, 2H), 7.26-7.20 (m, 2H), 6.43-6.42 (m, 1H), 3.79 (s,

3H). *C-NMR (125 MHz, CDCl;): & 165.68, 153.83, 132.19, 131.66, 130.26, 129.67, 128.86,

128.33, 127.97, 127.58, 124.39, 124.27, 124.13, 123.13, 123.51, 123.12, 120.42, 112.88, 106.96,
56.51. HRMS-ESI:Calcd. forC,;H;gN3O,[M+H]"344.1394, found 344.1397.
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3-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)pyridine-4-carboxamide (30a): colorless semi-

/@ solid, "H-NMR (400 MHz, CDCl3): §10.73 (s, 1H), 8.60 (dd, J = 8.3, 1.2

ka Hz, 1H), 8.13 (d, J = 8.5 Hz, 1H), 7.80 (d, J = 1.5 Hz, 1H), 7.74-7.73 (m,

22": N\ 1H), 7.46-7.42 (m, 1H), 7.31-7.28 (m, 1H), 7.21-7.17 (m, 1H), 7.05 (dd, J =

8.5, 1.9 Hz, 1H), 6.94 (d, J = 1.9 Hz, 1H), 6.51-6.50 (m, 1H), 3.87 (s, 3H). *C-NMR (125 MHz,

CDCl): & 162.92, 157.74, 141.00, 138.96, 133.61, 130.82, 130.51, 128.79, 124.88, 124.29,

123.90, 121.50, 120.66, 111.97, 107.00, 56.09. HRMS-ESI: Calcd. for CisH14N4O, [M+H]"
317.1006, found 317.1014.

3-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)thiophene-2-carboxamide (3pa): colorless semi-

/@ solid, "H-NMR (400 MHz, CDCl5): 8 10.11 (s, 1H), 8.58 (dd, J = 8.3, 1.2 Hz,

<rOLMe N 1H), 7.82 (d, J = 1.7 Hz, 1H), 7.72 (d, J = 2.3 Hz, 1H), 7.43-7.38 (m, 2H),

pa\ 7.29-7.26 (m, 1H), 7.15 (td, J = 7.6, 1.3 Hz, 1H), 6.81 (d, J = 5.5 Hz, 1H),

6.51-6.50 (m, 1H), 3.90 (s, 3H). *C-NMR (100 MHz, CDCls): & 160.15, 156.79, 140.90,

133.14, 130.80, 130.13, 128.86, 125.10, 123.82, 123.31, 117.07, 115.44, 107.00, 58.77. HRMS-
ESI: Calcd. for C15sH14N30,S [M+H]" 300.0807, found 300.0795.

2-Ethoxy-4-methyl-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ab): colorless semi-solid, "H-
Q NMR (400 MHz, CDCls): §10.56 (s, 1H), 8.50 (dd, J = 8.3, 1.2 Hz, 1H),
)ijﬁ 8.04 (d,J=8.0Hz, 1H), 7.74-7.71 (m, 2H), 7.44-7.40 (m, 1H), 7.31
o N\ (dd, J=8.0, 1.5 Hz, 1H), 7.20-7.16 (m, 1H), 6.88-6.84 (m, 1H), 6.74 (s,
1H), 6.45-6.44 (m, 1H), 4.15 (g, J = 7.0 Hz, 2H), 2.36 (s, 3H), 1.33 (t, J = 7.0 Hz, 3H). *C-
NMR (100 MHz, CDCl;): & 164.25, 156.60, 143.98, 140.88, 132.68, 132.35, 131.06, 130.61,
128.45, 124.84, 124.66, 124.29, 121.89, 119.71, 113.11, 107.02, 64.48, 21.78, 14.30. HRMS-
ESl:Calcd. forCi9H2N30,[M+H]322.1550, found 322.1549.

2-Ethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bb): colorless semi-solid, "H-NMR
/@ (400 MHz, CDCls): 610.67 (s, 1H), 8.51 (dd, J=8.3, 0.9 Hz, 1H), 8.14
<fo\5t , (dd,J=7.8,1.8 Hz, 1H), 7.75-7.73 (m, 2H), 7.45-7.40 (m, 2H), 7.33
3bb \ (dd, J=8.0, 1.5 Hz, 1H), 7.22-7.18 (m, 1H), 7.06-7.02 (m, 1H), 6.95-6.93 (m,
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1H), 6.47-6.46 (m, 1H), 4.17 (q, J = 7.0 Hz, 2H), 1.35 (t, J = 7.0 Hz, 3H). *C-NMR (100 MHz,
CDCls): & 164.25, 156.63, 140.84, 133.10, 132.54, 132.36, 130.96, 130.67, 128.53, 124.76,
124.66, 124.48, 122.46, 120.98, 112.37, 107.11, 64.56, 14.30.

2-Ethoxy-3,4-dimethoxy-/N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bb): colorless semi-

solid, "H-NMR (500 MHz, CDCl;): & 10.57 (s, 1H), 8.46-8.44 (m, 1H),

d Q 7.766-7.762 (m, 1H), 7.72-7.71 (m, 2H), 7.44-7.41 (m, 1H), 7.33-7.31

omt N\ 7| (m, 1H), 7.25-7.18 (m, 1H), 6.49, (s, 1H), 6.47-6.46 (m, 1H), 4.14 (q, J =

7.0 Hz, 2H), 3.91 (s, 3H), 3.88 (s, 3H), 1.32 (t, J = 7.0 Hz, 3H). “C-

NMR (125 MHz, CDCly): & 163.92, 152.81, 151.92, 143.42, 140.86, 132.81, 131.12, 130.74,

128.57, 125.09, 124.75, 124.38, 114.04, 113.95, 107.08, 97.94, 65.78, 56.29, 56.14, 14.45.
HRMS-ESI:Calcd. for CaoH22N304[M+H]"388.1605, found 368.1641.

2-Ethoxy-4trifluoromethyl-V-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3kb): colorless semi-

solid, "H-NMR (400 MHz, CDCls): & 10.81 (s, 1H), 8.54 (dd, J = 8.3, 1.2

d Q Hz, 1H), 8.20 (d, J = 8.0 Hz, 1H), 7.76-7.74 (m, 2H), 7.46-7.42 (m, 1H),

o N\ 7.33 (dd, J = 8.0, 1.5 Hz, 1H), 7.31-7.29 (m, 1H), 7.25-7.20 (m, 1H), 7.17

(s, 1H), 6.48-6.47 (m, 1H), 4.23 (q, J = 7.0 Hz, 2H), 1.40 (t, J = 7.0 Hz, 3H). *C-NMR (125

MHz, CDCl3): & 163.06, 156.55, 141.02, 134.46 (q, Jer 31.4 Hz), 132.99, 132.00, 130.72,

130.49, 128.44, 126.07, 124.78, 124.49, 124.28, 123.51 (q, Je.r 274 Hz), 117.65 (q, Jer 4.1 Hz),
109.35 (q, Je.r 4.0 Hz), 107.26, 65.17, 14.18.

3-Eth0xy-N—(2-(1H—pyrazol-1-yl)phenyl)pyridine-4-carb0xamide (3ob): colorless semi-solid,

H-NMR (400 MHz, CDCls): 6 10.66 (s, 1H), 8.50 ( dd, J = 8.2, 1.1 Hz, 1H),

ka /Q 8.06 (d, J = 8.4 Hz, 1H), 7.74-7.73 (m, 2H), 7.45-7.40 (m, 1H), 7.32 (dd, J =

gf; N\ 8.0, 1.5 Hz, 1H), 7.22-7.18 (m, 1H), 7.03 (d, J = 8.4, 1.9 Hz, 1H), 6.94 (d, J =

1.9 Hz, 1H), 6.47-6.46 (m, 1H), 4.17 (q, J = 7.0 Hz, 2H), 1.38 (t, J = 7.0 Hz, 3H). *C-NMR

(100 MHz, CDCls): & 163.30, 157.00, 140.93, 138.70, 133.46, 132.25, 130.87, 130.53, 128.42,
124.59, 124.56, 124.49, 121.28, 112.93, 107.14, 65.07, 14.15.
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2-Propoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bc): colorless semi-solid, "H-NMR

(400 MHz, CDCl;): 6 10.63 (s, 1H), 8.52-8.50 (m, 1H), 8.13-8.11 (m, 1H),

@fL /Q 7.73-7.72 (m, 2H), 7.45-7.40 (m, 2H), 7.33-7.31 (m, 1H), 7.22-7.18 (m, 1H),

°"P'N 7.06-7.02 (m, 1H), 6.96-6.94 (m, 1H), 6.46-6.45 (m, 1H), 4.05-4.01 (m, 2H),

1.78-1.69 (m, 2H), 0.94-0.91 (m, 3H). *C-NMR (100 MHz, CDCl;): & 164.30, 156.81, 140.91,

132.99, 132.45, 132.28, 131.01, 130.52, 128.41, 124.64, 124.43, 122.68, 120.99, 112.54, 107.03,
70.60, 21.84, 10.22. HRMS-ESI: Calcd. for C19H2N30, [M+H]* 322.1556, found 322.1573.

2-Propoxy-4,5-dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3dc): colorless semi-

solid, "H-NMR (500 MHz, CDCls): & 10.56 (s, 1H), 8.45 (dd, J = 8.3, 1.1

j@ﬁ Q Hz, 1H), 7.74 (d, J = 1.6 Hz, 1H), 7.72 (d, J = 2.2 Hz, 1H), 7.70 (s, 1H),

f;d:N 7.44-7.41 (m, 1H), 7.33-7.32 (m, 1H), 7.21-7.18 (m, 1H), 6.5 (s, 1H),

6.46-6.45 (m, 1H), 4.01-3.99 (m, 2H), 3.92 (s, 3H), 3.89 (s, 3H), 1.75-

1.67 (m, 2H), 0.93-0.90 (m, 3H). *C-NMR (125 MHz, CDCl3): & 163.96, 152.79, 152.16,

143.42, 140.93, 132.67, 131.20, 130.61, 128.44, 124.98, 124.78, 124.38, 114.08, 113.94, 107.04,
98.04, 71.84, 56.29, 56.13, 22.02, 10.27.

2-Butoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bd): colorless semi-solid, "H-NMR

(400 MHz, CDCl;): & 10.63 (s, 1H), 8.52-8.50 (m, 1H), 8.13-8.11 (m, 1H),

@ Q 7.74-7.72 (m, 2H), 7.45-7.40 (m, 2H), 7.34-7.32 (m, 1H), 7.22-7.18 (m, 1H),

‘;SEUN 7.06-7.02 (m, 1H), 6.96-6.94 (m, 1H), 6.46-6.45 (m, 1H), 4.09-4.05 (m, 2H),

1.72-1.65 (m, 2H), 1.41-1.31 (m, 2H), 0.92-0.89 (m, 3H). *C-NMR (100 MHz, CDCls): &

164.31, 156.80, 140.92, 132.99, 132.42, 132.29, 131.00, 130.49, 128.38, 124.63, 124.42, 122.68,
120.96, 112.50, 107.04, 68.85, 30.43, 19.00, 13.76.

2-Butoxy-4,5-dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bd): colorless semi-
solid, *H-NMR (500 MHz, CDCls): & 10.55 (s, 1H), 8.46-8.45 (m, 1H),

@6 Q 7.75-7.72 (m, 2H), 7.70 (s, 1H), 7.44-7.41 (m, 1H), 7.34-7.32 (m, 1H),
O"BUN 7.21-7.18 (m, 1H), 6.50 (s, 1H), 6.46-6.45 (m, 1H), 4.05-4.02 (m, 2H),

3.92 (s, 3H), 3.89 (s, 3H), 1.68-1.62 (m, 2H), 1.39-1.31 (m, 2H), 0.92-

0.89 (m, 3H). *C-NMR (125 MHz, CDCl;): & 163.98, 152.78, 152.15, 143.39, 140.94, 132.62,

3dd
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131.19, 130.59, 128.41, 124.97, 124.78, 124.39, 114.05, 113.96, 107.06, 97.97, 70.03, 56.29,
56.13, 30.60, 19.01, 13.80. HRMS-ESI: Calcd. for CooHyN3O4 [M+H]" 396.1923, found
396.1943.

2-Isopropoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3be): colorless solid, "H-NMR (400
MHz, CDCls): 6 10.48 (s, 1H), 8.43 (dd, J =8.2, 1.0 Hz, 1H), 8.13 (dd, J =

@ﬁ Q 7.8, 1.8 Hz, 1H), 7.74-7.72 (m, 2H), 7.45-7.39 (m, 2H), 7.35 (dd, J = 7.9, 1.5
3be

Hz, 1H), 7.24-7.19 (m, 1H), 7.06-7.02 (m, 1H), 6.96-6.94 (m, 1H), 6.45-6.44
(m, 1H), 4.62 (g, J = 6.1 Hz, 1H), 1.31 (d, J = 6.1 Hz, 6H) **C-NMR (100
MHz, CDCl;): & 164.49, 156.03, 141.13, 132.95, 132.38, 132.10, 131.40, 130.52, 128.27,
125.08, 124.76, 124.67, 123.34, 120.97, 114.12, 107.14, 72.35, 21.79. HRMS-ESI:Calcd. for
C19H20N30,[M+H]"322.1550, found 322.1551.

2-(2,2,2-Triﬂuoroethoxy)-N-(Z-(lH-pyrazol-l-yl)phenyl)benzamide (3bf): colorless solid,
/@ H-NMR (400 MHz, CDCls): 3 10.64 (s, 1H), 8.57 (d, J = 8.1 Hz, 1H), 7.98

(dd, J=7.7, 1.7 Hz, 1H), 7.78-7.72 (m, 1H), 7.48-7.41 (m, 2H), 7.33 (dd, J =

N\\_7 7.9, 1.5 Hz, 1H), 7.23-7.15 (m, 2H), 7.02 (d, J = 8.3 Hz, 1H), 6.47-6.46 (m,

CF3 1H), 4.46 (q, Ju-r = 8.2 Hz, 2H). *C-NMR (100 MHz, CDCl;): & 163.74,

155.23, 140.97, 132.82, 132.05, 131.89, 130.42, 130.31, 128.34, 125.37, 124.57, 124.08, 123.78,

123.49, 123.07 (q, Je.r = 279.9 Hz), 114.69, 107.12, 67.37 (q, Je.r = 36 Hz). HRMS-ESI:Calcd.
for C1gH1sFsN3O.[M+H]" 361.0913, found 361.0923.

2-benzyloxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bg): colorless solid, "H-NMR (400

Q MHz, CDCl3): & 10.84 (s, 1H), 8.62 (dd, J = 8.3, 1.0 Hz, 1H), 8.16 (dd, J =

7.8, 1.8 Hz, 1H), 7.67 (d, J = 2.3 Hz, 1H), 7.57 (d, J =1.8 Hz, 1H), 7.46-7.42
3bg Ph

N_7 (m, 1H), 7.34-7.27 (m, 7H), 7.21-7.17 (m, 1H), 7.05-7.01 (m, 1H), 6.86-6.83
(m, 1H), 6.36-6.34 (m, 1H), 5.25 (s, 2H). *C-NMR (100 MHz, CDCl;): &
164.10, 156.33, 141.12, 136.31, 132.97, 132.39, 130.69, 130.57, 128.69, 128.62, 127.92, 126.46,
124.87, 12423, 124.14, 122.86, 121.42, 113.55, 107.00, 70.63. HRMS-ESI: Calcd. for
Ca3H20N30, [M+H]* 370.1556, found 370.1583.
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2-(3-methylbut-2-en-1-yl)oxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide  (3bh): colorless

5 semi-solid, "H-NMR (400 MHz, CDCl;): & 10.71 (s, 1H), 8.56 (dd, J = 8.3,
@L”Q 1.0 Hz, 1H), 8.17 (dd, J = 7.8, 1.8 Hz, 1H), 7.74-7.72 (m, 2H), 7.45-7.38 (m,

? NC? 2H), 7.32 (dd, J = 7.8, 1.5 Hz, 1H), 7.22-7.17 (m, 1H), 7.06-7.02 (m, 1H),
3*’@\ 6.92-6.90 (m, 1H), 6.47-6.46 (m, 1H), 5.31-5.29 (m, 1H), 4.67-4.66 (m, 2H),
1.73 (s, 3H), 1.71 (s, 3H). *C-NMR (100 MHz, CDCl;): & 164.14, 156.61, 141.00, 137.20,
132.96, 132.81, 132.42, 130.92, 130.56, 128.50, 124.84, 124.38, 124.25, 122.52, 121.00, 119.64,
112.97, 106.99, 66.09, 25.68, 18.33. HRMS-ESI: Calcd. for CyHN3O, [M+H]" 348.1712,
found 348.1726.

2-cinnamyloxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bi): colorless solid, "H-NMR

5 (400 MHz, CDCls): & 10.82 (s, 1H), 8.62-8.60 (m, 1H), 8.18-8.16 (m, 1H),
@“Q
H
(0]

7.72-7.70 (m, 2H), 7.45-7.38 (m, 2H), 7.35-7.17 (m, 7H), 7.07-7.04 (m, 1H),

N@ 7.01-6.99 (m, 1H), 6.63 (d, J = 15.9 Hz, 1H), 6.43-6.42 (m, 1H), 6.34 (td, J =
3bi KLph 15.9, 5.4 Hz, 1H), 4.85 (d, J = 5.4 Hz, 2H). *C-NMR (100 MHz, CDCls): &
164.06, 156.46, 141.12, 136.09, 133.16, 133.04, 132.87, 132.44, 130.71, 130.60, 128.65, 124.57,
128.08, 126.60, 124.73, 124.24, 123.86, 122.77, 121.36, 113.17, 107.04, 69.66. HRMS-ESI:
Calcd. for Co5H,:N30,Na[M+Na]* 418.1512, found 418.1531.

2-((3,7-dimethylocta-2,6-dien-1-yl)oxy)-4,5-dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)-

5 benzamide (3dj): colorless semi-solid, "H-NMR (500 MHz, CDCl;):
MeojchHJ? 510.62 (s, 1H), 8.48-8.47 (m, 1H), 7.70-7.69 (m, 1H), 7.66-7.64 (m,
O NUJ| 2H), 7.37-7.34 (m, 1H), 7.24-7.22 (m, 1H), 7.12-7.09 (m, 1H), 6.40-6.39
I (m, 2H), 5.25-5.22 (m, 1H), 4.95-4.93 (m, 1H), 4.60-4.59 (m, 2H), 3.81
(s, 1H), 3.80 (s, 3H), 1.99-1.94 (m, 4H), 1.64 (s, 3H), 1.55 (s, 3H), 1.48
(s, 3H). *C-NMR (125 MHz, CDCl5): & 163.83, 152.60, 151.92, 143.32,
141.00, 140.53, 133.24, 132.02, 130.88, 130.70, 128.63, 125.18, 124.24, 124.06, 123.52, 119.94,
113.94, 106.98, 98.42, 67.02, 56.27, 56.00, 39.44, 26.24, 25.62, 17.71, 16.76. HRMS-ESI:
Calcd. for CpgH33N3O4Na [M+Na]* 498.2369, found 498.2371.

3dj
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2-(2-methoxyethoxy)-4-methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3ak): colorless

o semi-solid, '"H-NMR (400 MHz, CDCls): & 10.52 (s, 1H), 8.36-8.34 (m,
/@6\”@ 1H), 8.02-8.00 (m, 1H), 7.77-7.74 (m, 2H), 7.45-7.36 (m, 2H), 7.24-7.20

° N\i) (m, 1H), 6.89-6.87 (m, 1H), 6.80 (s, 1H), 6.46-6.45 (m, 1H), 4.23-4.21 (m,
301 & 2H), 3.69-3.66 (m, 2H), 3.31 (s, 3H), 2.37 (s, 3H). *C-NMR (100 MHz,
CDCl3): 6 164.21, 156.72, 144.08, 140.51, 132.31, 132.24, 131.45, 130.91, 128.51, 125.33,
124.79, 122.47, 119.95, 113.91, 107.08, 70.23, 68.48, 59.16, 21.76. HRMS-ESI: Calcd. for
Ca0H22N303[M+H]"352.1656, found 352.1655.

2-((3-phenylprop-2-yn-1-yl)oxy)-4,5-dimethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide
o (3dl): colorless  solid, 'H-.NMR (400 MHz,  CDCl):
Meod”@ §10.72 (s, 1H), 8.63 (dd, J = 8.3, 1.3 Hz, 1H), 7.91-7.90 (m, 1H), 7.75-
e0 O N )| 7.73 (m, 2H), 7.45-7.41 (m, 1H), 7.39-7.36 (M, 2H), 7.34-7.29 (m, 4H),
s g, | 7.17 (td, J = 7.6, 1.3 Hz, 1H), 6.84 (s, 1H), 6.53-6.51 (m, 1H), 4.95 (s,
2H), 3.93 (s, 3H), 3.91 (s, 3H). *C-NMR (100 MHz, CDCls): & 163.44, 152.56, 150.75, 143.92,
141.18, 133.42, 131.65, 130.80, 130.45, 129.00, 128.76, 128.45, 125.04, 123.89, 123.68, 121.81,
114.41, 113.90, 107.05, 98.74, 88.67, 83.21, 58.24, 56.27, 56.17. HRMS-ESI: Calcd. for
C27H23N304 Na[M+Na]" 476.1565, found 476.1586.

2-(1-phenylethoxy)-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bm): colorless semi-solid,
'"H-NMR (400 MHz, CDCl3): §10.68 (s, 1H), 8.46(d, J = 8.2 Hz
@f‘\ /Q 1H), 8.07 (dd, J = 7.8, 1.7 Hz, 1H), 7.76-7.75 (m, 1H), 7.66-7.65 (m, 1H),
3bm N\_7 7.46-7.42 (m, 1H), 7.36-7.28 (m, 6H), 7.27-7.21 (m, 2H), 7.00-6.96 (m, 1H),
6.74-6.72 (m, 1H), 6.43-6.42 (m, 1H), 5.37 (q, J = 6.5 Hz, 1H), 1.62 (d, J =
6.5 Hz, 3H). ®*C-NMR (100 MHz, CDCls): & 164.54, 156.02, 142.13, 141.29, 132.75, 132.05,
132.02, 131.34, 130.41, 128.70, 128.21, 127.71, 125.45, 125.23, 124.74, 124.46, 123.34, 121.18,
114.87, 107.13, 78.37, 24.24.
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2-(4-(2-hydroxyethyl)phenoxy)-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bn): colorless
solid, *H-NMR (400 MHz, CDCls): 10.94 (s, 1H), 8.59-8.57 (m, 1H), 8.21

(0]
@fﬁu@ (dd, J = 1.7, 7.8 Hz, 1H), 7.67-7.66 (m, 1H), 7.42-7.38 (m, 1H), 7.36-7.32
H _N
Y

(m, 1H), 7.26-7.23 (m, 3H), 7.21-7.13 (m, 3H), 6.98-6.96 (m, 2H), 6.79-6.77
(m, 1H), 6.28-6.27 (m, 1H), 3.87 (t, J = 6.6 Hz, 2H), 2.88 (t, J = 6.6 Hz, 2H),
1.7 (brs, 1H). ¥C-NMR (100 MHz, CDCl): & 163.56, 156.06, 153.81,
141.13, 135.10, 132.97, 132.54, 132.37, 130.56, 130.44, 130.21, 128.37, 124.36, 124.26, 123.85,
123.01,  120.79, 117.24, 106.89,  63.70,  38.50. HRMS-ESI:Calcd.  for
Ca4H22N3035[M+H]"400.1656, found 400.1650.

2-(4-methoxyphenoxy)-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bo): colorless solid, 'H-

0 /@ NMR (400 MHz, CDCl;): 810.96 (s, 1H), 8.62 (6d, J = 8.4, 0.9 Hz,
@LH N 1H), 8.24 (dd, J = 7.9, 1.9 Hz, 1H),7.66-7.65 (m, 1H), 7.44-7.40 (m, 1H),

1 N\J 7.34-7.29 (m, 1H), 7.26-7.24 (m, 1H), 7.19-7.09 (m, 3H), 7.00-6.93 (m, 4H),
6.71-6.69 (m, 1H), 6.25-6.24 (m, 1H), 3.85 (s, 3H). *C-NMR (100 MHz,
CDCl3): 6 163.57, 157.04, 156.90, 148.10, 141.18, 132.95, 132.84, 132.48,
130.64, 130.18, 128.43, 124.50, 124.25, 122.97, 122.42, 122.37, 116.02, 114.94, 106.81, 55.71.
HRMS-ESI: Calcd. for Cp3HoN3O3 [M+H]* 386.1505, found 386.1519.

3bo OMe

2-Trideuteromethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3bp): colorless solid, 'H-

NMR (400 MHz, CDCl;): 610.75 (s, 1H), 8.64 (dd, J = 8.3, 1.1 Hz,

d /@ 1H), 8.20 (dd, J = 7.8, 1.8 Hz, 1H),7.81-7.80 (m, 1H), 7.74-7.73 (m, 1H),

OCD3N\_7 7.47-7.42 (m, 2H), 7.31-7.28 (m, 1H), 7.19 (td, J = 7.8, 1.5 Hz, 1H), 7.09-7.05

(m, 1H), 6.93 (dd, J = 8.3 0.8 Hz, 1H), 6.50-6.49 (m, 1H). D-NMR (76 MHz,

CDCl3): §3.83 (s). ®*C-NMR (100 MHz, CDCl3): & 163.84, 157.38, 140.96, 133.24, 132.46,

130.83, 130.55, 128.80, 125.05, 124.06, 123.84, 121.94, 121.14, 111.18, 106.99. LRMS: Calcd.
for C17H12D3N30,Na [M+Na]* 319.1, found 319.3.
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2-Trideuteromethoxy-4-trifluoromethyl-V-(2-(1H-pyrazol-1-yl)phenyl)benzamide  (3bp):
o] /@ colorless semi-solid, '"H-NMR (500 MHz, CDCls): 6 10.89 (s, 1H), 8.63-
N 8.62 (m, 1H), 8.28 (d, J = 8.1 Hz, 1H), 7.814-7.810 (m, 1H), 7.76-7.75
;(,:,DsN\J (m, 1H), 7.47-7.43 (m, 1H), 7.34-7.31 (m, 1H), 7.21 (td, J = 7.5,1.3 Hz,
1H), 7.16 (s, 1H), 6.52-6.51 (m, 1H). *D-NMR (76 MHz, CDCl;): & 3.91 (s). **C-NMR (100
MHz, CDCls): 6 162.57, 157.26, 141.03, 134.48 (q, Jcr = 33.0 Hz), 133.15, 132.61, 130.74,
130.46, 128.73, 125.37, 124.82, 124.67, 124.49, 123.85, 123.46 (q, Jcr =273 Hz), 117.80 (q, Jc-
r=3.6 Hz), 108.30 (q, Jc.r = 3.6 Hz), 107.13.

F3C

3-Trideuteromethoxy-/N-(2-(1H-pyrazol-1-yl)phenyl)pyridine-4-carboxamide (3op):

/@ colorless semi-solid, "H-NMR (400 MHz, CDCls): & 10.73 (s, 1H), 8.60 (dd,

Cf‘\ J=28.4,1.0Hz 1H), 8.13 (d, J = 8.4 Hz, 1H),7.80 (d, /= 1.7 Hz, 1H), 7.73

ocosN\_7 (d, J = 2.4 Hz, 1H), 7.46-7.41 (m, 1H), 7.29 (dd, J = 7.9, 1.5 Hz, 1H), 7.21-

7.17 (m, 1H), 7.05 (dd, J = 8.5 1.9 Hz, 1H), 6.93 (d, J = 1.9 Hz, 1H), 6.56-6.50 (m, 1H). *D-

NMR (76 MHz, CDCl;): & 3.85 (s). ®*C-NMR (100 MHz, CDCls): & 162.89, 157.72, 140.97,

138.93, 133.59, 132.91, 130.79, 130.49, 128.76, 124.87, 124.26, 123.86, 121.46, 120.64, 111.94,
107.07.

2-Trideuteromethoxy-N-(2-(1H-pyrazol-1-yl)phenyl)-6-styrylbenzamide (3qp): colorless
solid, "H-NMR (400 MHz, CDCl3): & 10.18 (s, 1H), 8.56 (dd, J = 8.2, 1.2 Hz,
1H), 7.60 (d, J = 2.3 Hz, 1H),7.51 (d, J = 1.6 Hz, 1H), 7.39-7.35 (m, 1H),
7.31-7.29 (m, 2H), 7.25 (m, 4H), 7.19-7.11 (m, 4H), 6.95 (d, J = 16 Hz, 1H),
OCD3NL7 6.74 (dd, J = 7.8, 1.0 Hz, 1H), 6.22-6.21 (m, 1H). D-NMR (76 MHz,
CDCls): 83.69 (s). ®*C-NMR (100 MHz, CDCl3): & 165.78, 156.44, 141.00, 137.10, 136.88,
131.74, 131.57, 130.39, 130.12, 129.82, 128.53, 128.22, 127.84, 126.87, 125.73, 125.37, 124.47,
123.82, 122.99, 118.05, 109.83, 106.97.
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(Z)-3-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)2-methylbut-2-enamide (3ra): colorless solid,
'"H-NMR (400 MHz, CDCls): & 10.35 (s, 1H), 8.47 (dd, J = 8.4, 1.2 Hz,
/@ 1H), 7.71-7.70 (m, 1H), 7.62-7.61 (m, 1H), 7.33-7.28 (m, 1H), 7.16 (dd, J =
7.8 1.5 Hz, 1H), 7.06-7.01 (m, 1H), 6.42-6.40 (m, 1H), 3.50 (s, 3H), 1.94 (s,

OMe N\_7 13
3H), 1.77 (s, 3H). "C-NMR (100 MHz, CDCls): 6 160.05, 157.26, 140.89,

133.92, 130.86, 130.04, 128.81, 125.24, 123.25, 109.14, 106.85, 55.80, 15.07, 14.22. HRMS.:
Calcd. for C15H17N3O>Na [M+Na]+ 294.1218, found 294.1238.

(Z)-3-Trideuteromethoxy-/N-(2-(1H-pyrazol-1-yl)phenyl)2-methylbut-2-enamide 3rp):

= colorless solid, "H-NMR (400 MHz, CDCl5): & 10.42 (s, 1H), 8.55 (dd, J =
/@ 8.3, 1.2 Hz, 1H), 7.78-7.77 (m, 1H), 7.69-7.68 (m, 1H), 7.40-7.36 (m, 1H),

| _ _
N 7.24 (dd, J = 7.8, 1.5 Hz, 1H), 7.11 (td, J = 7.5, 1.3 Hz, 1H), 6.49-6.48 (m,
3rp \—’\\ 1H), 2.01 (s, 3H), 1.85 (s, 3H). 2D-NMR (76 MHz, CDCl5): § 3.55 (s). **C-
NMR (100 MHz, CDCl;): & 166.07, 157.26, 140.88, 133.93, 130.87, 130.05, 128.82, 125.26,

123.25, 109.06, 106.84, 15.08, 14.21.

3-Methoxy-N-(2-(1H-pyrazol-1-yl)phenyl)2-methylacrylamide (3sa): colorless semi-solid,
"H-NMR (400 MHz, CDCls): 89.98 (s, 1H), 8.58 (dd, J = 8.4, 4.8 Hz,

\fk /Q 1H), 7.78 (d, J = 1.4 Hz, 1H), 7.68-7.67 (m, 1H), 7.41-7.37 (m, 1H), 7.25
oM N (dd, J = 7.8, 1.5 Hz, 1H), 7.14-7.10 (m, 1H), 6.49-6.48 (m, 1H), 6.40 (g, J
\—\/ =1.3 Hz, 1H), 3.67 (s, 3H), 1.74 (d, J = 1.3 Hz, 3H). *C-NMR (100 MHz,

CDCls): & 164.93, 151.17, 140.80, 133.79, 130.87, 129.95, 128.97, 125.40, 123.39, 122.92,
108.82, 106.97, 61.29, 14.74.

Methyl-2-methoxy-4-methyl benzoate (7): colorless oil, '"H-NMR (400 MHz, CDCl3): & 7.73-

5 7.71(m, 1H), 6.80-6.78 (m, 2H), 3.89 (s, 3H), 3.87 (s, 3H), 2.38 (s, 3H). *C-
dom NMR (100 MHz, CDCls): § 166.61, 159.36, 144.63, 131.86, 120.96, 112.78,
; OMe | 55094 51.85,21.95.
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2-methoxy-4-benzylcarbamate-N-(2-(1H-pyrazol-1-yl)phenyl)benzamide (3qa): colorless
solid, "H-NMR (400 MHz, CDCl;): & 10.63 (s, 1H), 8.57 (dd, J =

O
8.4, 1.2 Hz, 1H), 8.10 (d, J = 8.5 Hz, 1H), 7.82-7.81 (m, 1H),
N
H N 7.73-7.72 (m, 1H), 7.49 (s, 1H), 7.44-7.34 (m, 7TH), 7.29 (dd, J =
CbzHN OMe N~
3ta \J 7.8, 1.3 Hz, 1H), 7.21-7.17 (td, J = 7.3, 1.3 Hz, 1H), 7.02 (s, 1H),

6.71 (dd, J = 8.5, 2.0 Hz, 1H), 6.51-6.50 (m, 1H), 5.20 (s, 2H),
3.85 (s, 3H). BC-NMR (100 MHz, CDCl;3): 6 163.46, 158.48, 152.95, 142.62, 140.78, 135.66,
133.32, 133.26, 131.01, 130.56, 128.91, 128.69, 128.53, 128.30, 125.18, 124.09, 124.04, 116.50,
110.45, 107.04, 101.01, 67.30, 55.79. HRMS-ESI: Calcd. for CsH22N;04Na [M+Na]* 465.1539,
found 465.1539.

Methyl-4-amino-5-chloro-2-methoxy benzoate (8): colorless solid, *H-NMR (400 MHz,
o CDCly): 6 7.82 (s, 1H), 6.29 (s, 1H), 4.44 (s, 2H), 3.85 (s, 3H), 3.83 (s, 3H).
ome| 3C_NMR (100 MHz, CDCls): & 165.16, 160.19, 147.71, 133.40, 110.03,

H,N OMe

8 109.84, 98.28, 56.16, 51.65.

Cl
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O
F2 - Acquisition Parameters
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N Time 16.09
H INSTRUM spect
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OMe N\ / TD 16540
3aa SOLVENT CDC13
NS 256
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F2 - Processing parameters
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10.7452

7.3023
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7.0451
7.0427
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4.0894465 sec
169.77
62.400 usec
6.50 usec
298.9 K
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1

CHANNEL f1 =
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F2 - Processing parameters
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WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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Current Data Parameters
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F2 - Acquisition Parameters
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Time 9.06
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DS 4

SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34

DW 20.800 usec
DE 6.50 usec
TE 299.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
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O TN O IR OADITOITOINANONDRANDINOTOAOINITINVOT DM DD
NMANOOVOCWOOAAAIITINOODON~NOOONOOITOORNDIDDOMM M A Current Data Parameters
CLOOQOAHOAOMNMNMNYITIIINNNNNAAATAATOOONLINO T T T T QO NAME jsk-4-ome-Ome
HBOBWOBOBMNNNNNNNNNNNNNNNNNNNNN G ©© 06606606060 EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160210
Time 17.56
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
N SOLVENT cpcl3
H NS 16
- DS 2
MeO OMe N pi o 8012.820 Hz
3ca \ FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 138.85
DW 62.400 usec
DE 6.50 usec
TE 297.2 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300092 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
JL ot 19 U )
T T T T T T T T T T T T T
12 10 9 8 7 5 4 3 2 1 ppm
ElEEEEEEce a8
Al A A A A A A A mim
0 o HONOMONT O W0
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0 o0 00 oYwogwwuns ©w X ™o~ ©
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- En i B B B B B B I} — (o)) M~~~ n w0
VI NNV N \/ %
iitm_carbonshort CDC13 /opt/topspin nmr 9
Current Data Parameters
NAME jsk-4-ome-Ome
EXPNO
PROCNO 1
(6]
F2 - Acquisition Parameters
Date 20160210
N Time 18.01
H INSTRUM spect
N PROBHD 5 mm PABBO BB-
MeO OMe N PULPROG 2gpg30
\ / TD 16540
3ca SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 297.6 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 ==
SFO1 100.6228289 MHz
NUC1 13C
Pl 9.25 usec
PLW1 47.00000000 W
== CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 .00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



P DN DI~ DO H ORI~ D DOD M DONDOOO O~ ®R T RN D I~ 10
O ADORNORNROCDOUODOINVOONINONRENNDRVOOMOD WO N
OCAN A O AN AddDDANNTDDNAAODVDOODONKNOWOODR MO I Current Data Parameters
O(D(D(DLDODOOQDI\I\I\I\I\QVVVVMNNNNHHHHH-—ILOLQVVG’O)G) NAME 3,4—d10me
AHWBOBOWONNNNNNNNNNNNNNNNNNNNNNNN GGG OO0 EXPNO 28
e —r—"_——+" |
F2 - Acquisition Parameters
Date_ 20160410
Time 31
o INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
MeO TD 65536
SOLVENT CDC13
NS 16
MeO DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.1 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300085 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T \ T T T T T
12 11 10 9 8 7 5 4 3 2 ppm
E 4 e EEE
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Iry) ON®HAMRION X NQ O AND =) < N O 0 < 1o
] NNODOSHNOSOBO OO I MO N ™™~ 0 M-
© MOUSTITONOANNN A O © ~ i~ © © © o
— A A A A A A A A A A = ~ o~~~ regrogTe)
VNNl N N
iitm_carbonshort CDC13 /opt/topspin nmr 8
Current Data Parameters
o) NAME 3,4-diome
EXPNO 29
MeO PROCNO 1
H F2 - Acquisition Parameters
Date_ 20160410
’ Time
MeO OMe N INSTRUM spect
PROBHD 5 mm PABBO BB-
3da PULPROG zgpg30
TD 16540
SOLVENT CDC13
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 299.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
100.6228289 MHz
13c
9.25 usec
47.00000000 W
= CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



R R N E I R N R R L 23
COANAOTOODAAdAALLNATDIDNDONOITOD X O © ® Current Data Parameters
HABWOWOMNMNNNNNNNNNNNNNNNNNNNNNNG GG OO o
EXPNO 186
\\.NQNV%%J// \/ PROCNO 1
F2 - Acquisition Parameters
Date 20150826
Time 11.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
o NS 16
DS 2
SWH 8012.820 Hz
N FIDRES 0.122266 Hz
N AQ 4.0894465 sec
- RG 200.34
OMe N\ Vi D 62.400 usec
DE 6.50 usec
TE 298.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
1H
Pl 15.70 usec
PLW1 7.75000000 W
SFO1 400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A | I L |
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
g & 4
— - Al A A A H A [32] mlm
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- Ea i I B B B B B e e B B B | N~~~ n N -

Lab mmb

jks-267
iitm carbonshort CDC13 /opt/topspin iitm 4
o Current Data Parameters
NAME JSK-267
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters

Date 20150826
Time 18.53
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 20480
SOLVENT CDC13

NS 2000

DS 4

SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34

DW 16.800 usec
DE 6.50 usec
TE 294.2 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

== CHANNEL f1 ==
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 W
== CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG (2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
it bmonsaivaababobond J .
" " L ) " i
: Rty sy Fammsn ‘ Y e 110

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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S IS8 NINNEET LTSN o o
= R8I SINBILIBBBREIBRNSS = & Current Data Parameters
=] QOO TTTONNNNAA QO @ @ NAME JSK-300 3-me-OMe
- CONNNNNNNNNNNNNNNNG OO O ] o
EXPNO 21
‘ T\ e—" ‘ PROCHO 1
F2 - Acquisition Parameters
Date_ 20150927
Time 12.43
Io) INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
N TD 32768
H SOLVENT CDC13
_N NS 32
OMe N DS 2
\ / SWH 10000.000 Hz
3fa FIDRES 0.305176 Hz
AQ 1.6384000 sec
RG 138.53
DW 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1 =
500.1525008 MHz
1H
11.75 usec
15.30000019 W
F2 - Processing parameters
ST 5536
SF 500.1500232 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L L J A
T T T T T T T T T
10 9 8 7 6 5 4 3 2
e EEECEcREEE I
— R I e e R R T ] o o
M ONWAODN DN ONMMON ©
O FTOAANMOOMIBON 4O XN N owo ~ ©
T WOTOWONOSOOSOS O~ T OO @ ™~ @
OCUIONNNOOHOOHANNNNN O ~~ o [T} =1
A A A A A A — - ~~~ e} I
| N |
3sk-300
iitm_carbonshort CDC13 /opt/topspin iitm 9
Current Data Parameters
NAME JSK-300 3-me-OMe
EXPNO 22
PROCNO 1
F2 - Acquisition Parameters
Date 20150927
Time 12.57
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 20480
SOLVENT CDC13
NS 512
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.3
DW 16.800 usec
DE 6.50 usec
TE 297.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
SFO1 125.7753932 MHz
NUCL 13C
Pl 9.63 usec
PLW1 103.00000000 w
== CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG [2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S33



S O N OO NN TN OODRMIDO AN TSN DNNIDNO DM NNNO M
AN NT AT ONROITNOVITOIDIADADNONEITONTIONDT O K~
NODOLOONIITODROMDOINLOLIITANANTTINANOOMTINNLDOHOAT M Current Data Parameters
OLDLDLDU)I\I\(D(DQDLD(V)(\’)(‘OMMNNNNHHHHHH@O’)CDCDQDI\VVVI\I\ NAME JSK-3-Ome Ome
HAWWWONNNNNNNNNNNNNNNNNNNNN G © 66 6O 6600 EXPNO 225
e e EXPNO. 2
F2 - Acquisition Parameters
Date_ 20160131
Time 11.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
o PULPROG zg30
TD 65536
MeO SOLVENT cpc13
NS 16
DS 2
N SWH 8012.820 Hz
/ FIDRES 0.122266 Hz
AQ 4.0894465 sec
3ga RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 297.3 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300378 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
l _ 1
T T T T T T T T T T T T
11 10 8 7 4 2 1 ppm
4 HiEERdE EE
— IR R TR R ] ] R Py 1)
bl N T A MO OO MOM
© N ONOOOWONAOONNO < N o o
[} M OMOTOVL T MDA N @O~ N ©
o LW SOOMOMONNNNAAAO ~n~ ©o O 0
— o A A A A A A A A A A A A M~~~ n 10
IRV W4 N2
iitm_carbonshort CDCI3 /opt/topspin nmr 2
Current Data Parameters
NAME SK-3-Ome Ome
EXPNO 223
PROCNO 1
(o] F2 - Acquisition Parameters
Date 20160131
MeO Time”~ 11.51
N INSTRUM spect
H PROBHD 5 mm PABBO BB-
PULPROG zgpg30
OMe N' TD %2240
/ SOLVENT CDC13
3ga NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 297.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 ==
100.6228289 MHz
13C
9.25 usec
47.00000000 W
CHANNEL £2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6é
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S34



8 988 NE8882882YS3 2 g8
© DO ANNOOTHAOWOD~ 0D — S © Current Data Parameters
o ©OONMNOLIIMNNONNAAAN S w0 @ NAME JSK-299 3,5-dime-ome 500
— WBONNNNNNNNNNNNNNOG O o o
EXPNO 9
\\xﬁx .//%/ ‘ \/ PROCNO 1
F2 - Acquisition Parameters
Date_ 20150923
Time 10.09
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
(@] TD 32768
SOLVENT CDC13
MeO. NS 32
N DS 2
H N swH 10000.000 Hz
FIDRES 0.305176 Hz
OMe N\ ) %) 1.6384000 sec
OMe 3h RG 162.95
3ha DW 50.000 usec
DE 6.50 usec
TE 297.7 K
D1 0.50000000 sec
TDO 1
= CHANNEL f1 =
SFO1 500.1525008 MHz
NUC1 1H
Pl 11.75 usec
PLW1 15.30000019 W
F2 - Processing parameters
SI 65536
SF 500.1500242 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
JL L ey
T T T T T T T T T T T T
12 11 10 9 8 7 6 3 2 1 ppm
g 4 e &
— o Ol |H[H|O o~ ™™
[30] o NOANDDO T LW LW W0
Q 0 SNONIIONSOS A w0 Q9
< < dWO O Ao DO F F G N © X
© D STOMMMOMHONNNNN O Ll o
— L QTR QR R R TNE IR JR IR R R0 g © QA
S 2 | |
JSK-299
itm carbonshort CDC13 /opt/topspin iitm 14
Current Data Parameters
NAME JSK-299 3,5-dime-ome 500
EXPNO 10
PROCNO 1
O . s
F2 - Acquisition Parameters
Date 20150923
MeO N Time 10.21
H INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
OMe N\ / TD 20480
SOLVENT cDpCl3
OMe 3ha NS 256
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 w
CHANNEL f2
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
ST 32768
SF 125.7628180 MHz
WoW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S35



A NN NN PPN TNNDON RO AN TONOINONDOND O
IR IR IR EREEINSCRIRECEEL LRSS BIR Current Data Parameters
ABOBOOMNMNNNNNNNNNNNNNNNNNNNNNG G ©EGO0®H0 EXPNO 27
e 1
F2 - Acquisition Parameters
Date_ 20150903
Time 21.08
INSTRUM spect
[e) PROBHD 5 mm PABBO BB-
PULPROG 2930
MeO ™ 65536
N SOLVENT cpe1s
H NS 16
id DS 2
OMe N\ ) swH 8012.820 Hz
OMe 3ia FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 296.1 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
1H
Pl 15.70 usec
PLW1 7.75000000 W
SFO1 400.1320007 MHz
F2 - Processing parameters
SI 65536
SF 400.1300085 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Byl 1 M U 1
T T T T T T T T T T T T T
12 11 10 9 8 7 5 4 2 1 ppm
e EREcEEEte eee
- - Al Gl Al il =l = olenlen
o O O ITLMMNSNDOLWON O©LWmM
@ O O NOIMNOO—ANO© N o wn o ~ o m
M WM ANdNMOO®©BOWS OIS Mo~ o~
© L ITOMOOHOANNNNN O OO ~n~ ©o — © 0
— A A A A A A A A A A A A AA M~~~ O 0 0
NN WY N2 Y
-jsk-35-ome
iitm carbonshort CDC13 /opt/topspin iitm 5
Current Data Parameters
NAME , 5-ome
EXPNO 83
PROCNO 1
o F2 - Acquisition Parameters
Date_ 20160413
Time 1.27
MeO N INSTRUM spect
PROBHD 5 mm PABBO BB/
H PULPROG zgpg30
TD 20480
OMe N\ ) SOLVENT cpcl3
OMe 3ia be 2008
SWH 29761.904 Hz
FIDRES 1.453218 Hz
RO 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 296.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l ==
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 W
== CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
AN — L & o
GB 0
) oot L AW . dh ‘ BC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



N O NN TN NOIONTVRUINATDNLANRNOO DI~ DD O D
S3EIC 850 TSN TSI mN SR IANS SIS RNOFTABIBED Current Data Parameters
COOOONNKNNNOOYSLITILTNOMMOMOANNNNNNNNATOONNT ST O©M NAME 2,3-diome
HOWWWONNNNNNNNNNNNNNNNNNNNNNNNNNG GGG OO0 EXPNO 25
e e | PROCNO i
F2 - Acquisition Parameters
Date 20160410
Time 3.12
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.1 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 = =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A ] L 1
T T T T T T T T T T T T T
12 11 10 8 7 6 5 4 3 2 1 ppm
A A e ERE
— — AN A A ™ o
wn T OO M AT 0O OO NS ®©
N N OO MceAN~NANNDANO—W0MD o [a2]
© © AN dOOo P ®BO T MO ANDB G © «
3 8 333833338 4848484888 8 3
L TSsSS\ e |
JSK-292

itm carbonshort CDC13 /opt/topspin iitm 14

Current Data Parameters
NAM] JSK-292-2-m3 OMe 500

EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date 20150916
Time ™
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 20480
SOLVENT CDC13
NS 512
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 298.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL fl = =
125.7753932 MHz
13C
9.63 usec
103.00000000 W
CHANNEL f2 = =
SFO2 500.1520006 MHz
NUCc2 1H
CPDPRG[2 waltzl6é
PCPD2 80.00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S37



Senerzzagnoenng e aageelRER8LTOY
B R R N e e R - R R R R R Current Data Parameters
OQDLD(D(DNNOOG)I\I\VVVVmemmmmNNNNHl—i\—immmm NAME 4—CF3—methoxy
HAB OB WBOWOBONMNNNNNNNNNNNNNNNNNNNNNGOGO® EXPNO 7
V\\\N\W// PROCNO 1
F2 - Acquisition Parameters
Date_ 20151103
Time 12.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
o) NS 16
DS 2
SWH 10000.000 Hz
N FIDRES 0.305176 Hz
H N 20 1.6384000 sec
. RG 114.76
FsC OMe N oW 50.000 usec
3ka DE 6.50 usec
TE 299.3 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
SFO1 500.1525008 MHz
NUC1 1H
Pl 11.75 usec
PLW1 15.30000019 w
F2 - Processing parameters
SI 65536
SF 500.1500229 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
JL ) R SN L
T T T T \ T T T T T T T
11 10 9 8 4 2 1 ppm
& ST B
—i i A=l (3]
COMNMNWLOMMSEMN~NANMNOULST AN MOOM™DVDOMOMWOWMO
OCMOOMNINATONIENNETONINOITNRQOOMMMMA A0 o
AN T TONOCOTOWITILTTOANONNNN©O©OOENRSR
OUOTOMOMOHOOMOMHOMOMHOOANNNNNNNNNAAAAOOOOON~NMNO o
A A A A A A A A A A A A A A A A A A A A A A AAAAAADNDN~ n
e
sk-342-4

itm_carbonshort CDC13 /opt/topspin iitm 11

Current Data Parameters
NAME 4-CF3-methoxy
18

EXPNO
e} PROCNO 1
F2 - Acquisition Parameters
N Date_ 20151104
H Time 2.43
INSTRUM spect

PROBHD 5 mm PABBO BB/
FsC OMe N\ / PULPROG 2gpg30
3ka TD 20480
SOLVENT CDC13
NS 2000
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
RO 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l ==
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 w
== CHANNEL f£2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
l ‘ GB 0
(W T N . BC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S38



oy

WO NOTNOMMENODONOANATOMNET ANTONNWOFIETODNTFONDO A NN~

CONONOPOOANOOTNOAONIETOXIANNNDADNTOMNE MO NN

OMMN AT NONNOONHOO®OENEEINMMM®M A ODOMM®M 0NN O

OO MMNANNONDVODO ST TLTITOMNMNNNNN NN N DI O WD Current Data Parameters

oLLamaaesseEaeannnnEaTaTaaanaaaaaaaannen NAME JISK-265

P e N -l S S S e e S N A N S S S S S S R -Vt ) EXPNO 192
= PROCNO 1

F2 - Acquisition Parameters

Date_ 20150826
Time 12.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
O2N SOLVENT cpe13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.0 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
1H
15.70 usec
7.75000000 W
400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300089 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
JL [ '
T T T T T T T T T T T T T
12 11 10 9 8 7 5 4 2 1 ppm
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Jks-266
iitm_carbonshort CDC13 /opt/topspin iitm 5
Current Data Parameters
NAME JSK-266
(0] EXPNO
PROCNO 1
N F2 - Acquisition Parameters
H Date_ 20150826
_N Time 19.44
OoN OMe N INSTRUM spect
\ / PROBHD 5 mm PABBO BB/
3la PULPROG 2gpg30
TD 20480
SOLVENT CDC13
NS 2000
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 293.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
SFO1 125.7753932 MHz
NUCL 13C
Pl 9.63 usec
PLW1 103.00000000 w
== CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG [2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
J J GB 0
" . PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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BN N DO N O TNOWONTRNOTSTITNTNOOINRTNOD DO DD M
NOXONLONINONDANOONDAOCOVOVODOONRATDO 0D MWD M
NAdOXOUWITIOINITNODINNOINNAODVOATODORNOOQ DL Current Data Parameters
COCOMMATAORNNSESSYITIITIITINMONANNNNNN— =600 MHMS 0 NAME mmb40416
HAWBOOBBONNNNNNNNNNNNNNNNNNNNNNNNG O ©© 6o
EXPNO 124
%\“\\M’W/Aﬁﬁ/ PROCNO 1
F2 - Acquisition Parameters
Date 20160416
Time 10.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
@] SOLVENT CDC13
NS 16
Cl DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.9 K
D1 0.50000000 sec
TDO 1
HANNEL f1
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300093 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00
T T T \ T T T T T T T
12 10 8 7 6 5 4 3 2 ppm
BEec e eR E
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o A A A A A A AAAAAAAAA ~ I~ I~ re}
NS V awad \% | I
iitm_carbonshort CDC13 /opt/topspin nmr 15
Current Data Parameters
NAME mmb40416
O EXPNO 125
PROCNO 1
Cl
N F2 - Acquisition Parameters
H Date 20160416
Time 10.11
OMe N INSTRUM spect.
PROBED 5 mm PABBO BB-
3ma PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
RQ 0.3440320 sec
RG 200.3
bW 20.800 usec
DE 6.50 usec
TE 300.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l =
100.6228289 MHz
13C
9.25 usec
47.00000000 W
== CHANNEL f£2 ==
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current D

ata Parameters

o
~
o
™~ NAME 1-Na-Ome
@ EXPNO 90
\N’Q\*\WMMQ/ / PROCNO 1
F2 - Acquisition Parameters
Date_ 20160122
Time 13.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
o PULPROG 2930
TD 32768
SOLVENT CDC13
N NS 32
H N DS 2
. SWH 10000.000 Hz
OMe N /7 FIDRES 0.305176 Hz
3na \ aQ 1.6384000 sec
RG 124.08
DW 50.000 usec
DE 6.50 usec
TE 301.7 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
SFO1 500.1525008 MHz
NUC1 1H
Pl 11.75 usec
PLW1 15.30000019 w
F2 - Processing parameters
SI 65536
SF 500.1500259 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| S U
T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 2 1 ppm
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jsk-na-ome
iitm_carbonshort CDC13 /opt/topspin iitm 9
Current Data Parameters
NAME 1-Na-Ome
EXPNO 91
(o) PROCNO 1
F2 - Acquisition Parameters
N Date_ 20160122
H Time 13.33
INSTRUM spect
OMe N PROBHD 5 mm PABBO BB/
\ / PULPROG 29pg30
3na TD 20480
SOLVENT €DCl3
NS 256
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
X} 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 302.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f =
125.7753932 MHz
13C
9.63 usec
103.00000000 W
= CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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NOddoOOSITROOTNODINNATODOATODONREOIIT OO O Current Data Parameters
cLOUVATQAOANNIITIITNONNNNNNAAACOQ QAL O NAME JSK-343
HABOBOWWWBONMNNNNNNNNNNNNNNNNNNNNNNG O ©© 00 EXPNO 73
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151108
Time 12.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
RQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 293.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
1H
15.70 usec
7.75000000 W
400.1320007 MHz
F2 - Processing parameters
SI 65536
SF 400.1300084 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
B L !
T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 ppm
E A 4
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jsk-343
iitm_carbonshort CDC13 /opt/topspin iitm 7
Current Data Parameters
NAME JSK-343
EXPNO 48
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151106
Time 15.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 20480
SOLVENT CDC13
NS 256
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
RO 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 298.6 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l ==
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 w
== CHANNEL f£2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S42



10.1128

L0
©
o
19}
©

R =N

<
™
=
0
0

[T yitel
n N
~ ~
w0 w0
© @

® oW
© A
INENEN]
© @~
~o~ N

©
©
—
~
~

7. 4300
7.4261
7.4087
7.3949

—

©
o
<
(32}
~

©
©
=5}
32}
~

©
[}
©
[
~

2]
n
@
[
~

dHAD D~ OO
CWMIT AN ©
~©ONNIDOLI®M
NANAN A AAAA
I A e L S

7 1334
6.8195
6.8057
6.5133
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8 8 8 Current Data Parameters
£ L 3. NAME JSK
EXPNO 71
PROCNO 1
F2 - Acquisition Parameters
Date 20160415
Time 7.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 138.85
DW 62.400 usec
DE 6.50 usec
TE 299.8 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
ST 5536
SF 400.1300083 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T
12 11 10 9 8 6 5 4 3 2 1 ppm
& A s E
— - I I R R R ] o
n o OO MWOWONNN O
— ~ D =E~NH0OAd0MOS O 0 O < ~
o CMO O PO ®M MM LN @ ™~
© STOomMOHAINNN A O ~~© ©
— A A A A A A A A A A A M~~~ Yol
N Wz N
iitm_carbonshort CDC13 /opt/topspin nmr 3
Current Data Parameters
NAME JSK
EXPNO 72
PROCNO 1
F2 - Acquisition Parameters
Date 20160415
Time™
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 16540
SOLVENT €DC13
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
RQ 0.3440320 sec
RG 200.3
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 ==
100.6228289 MHz
13C
9.25 usec
47.00000000 W
= CHANNEL f£2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
" | ) PC 1.40
¢ v W ¥ u
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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VDTNV OLANDONNLD O T DL AN
nggzﬁgg%%ﬁgﬁ%gﬁg@%ﬂ Current Data Parameters
COOCOOCOCOOOCOCOOFTIIFNAAA EXPNO 155
- PROCNO 1
F2 - Acquisition Parameters
Date 20150823
Time 10.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 138.85
DW 62.400 usec
DE 6.50 usec
TE 299.0 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
1H
15.70 usec

re)
N
<~
©
—

—156.60

EI-

——64.48
—21.78
—14.30

7.75000000 W
400.1320007 MHz

F2 - Processing parameters
SI 65536

SF 400.1300103 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

lab mmb-jsk-263

iitm_carbonshort CDC13 /opt/topspin nmr 9

"

T
190

T
180

T
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T
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T
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T
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T
130

T
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T
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T
100

Current Data Parameters

NAME JSK-263
EXPNO 156
PROCNO 1
F2 - Acquisition Parameters
Date 20150823
Time 11.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
bW 20.800 usec
DE 6.50 usec
TE 299.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 =
13C

9.25 usec
47.00000000 W
100.6228289 MHz

== CHANNEL f2 =
CPDPRG [2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



1.3363

Current Data Parameters

NAME ph-ethyl
EXPNO 34
PROCNO 1
F2 - Acquisition Parameters
Date 20151009
Time 5.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 124.58
DW 62.400 usec
DE 6.50 usec
TE 293.2 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 =
1H
15.70 usec
7.75000000 W
400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

W .
T T T T T T T T T T T T T
12 11 10 8 7 5 4 3 2 1 ppm
4 BEESSEEEE 4 E
- NN A A A o~ [s2]
< O S © O~ O W O WM
XAMMICINOIITD M A 2= 0
SCHANNOOSOITITITNOS NI~ @
TSOMMOOMHNANNANNN A S NN ©
Ao A A A A A A A A A A ~~ o~

—164.25
—156.63
——64.56
—14.30

lab mmbjsk-311
iitm_carbonshort CDC13 /opt/topspin nmr 12

Current Data Parameters

NAME ph-ethyl
EXPNO 35
PROCNO 1
F2 - Acquisition Parameters
Date 20151009
Time 5.30
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 294.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
47.00000000 W
100.6228289 MHz
77777777 CHANNEL f2 ========
CPDPRG[2 waltzl6
NuCc2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S45



NP ON OO NI NN TOCODAIOCODNTINND DD O QD © © ~~
NYNRODOANWOONTOOMMORNRTOTIRITONOMNIOLOODNOND WD 3o ©
NMOOITTOOANNATITINAATNNDATOW A ATDDXDONER OO T M @ RN E=] Current Data Parameters
OSSR NENNNSSSSTOOON0ONNNNTdAALIIEITI A A0 X [ R R NAME 3,4-dimethyl ethyl
ABOBOONNNNNNNNNNNNNNNNNNNNNGCOCOOSY SIS OM — = EXPNO 27
\\I\NWM%/’%/ w/ PROCNO 1
F2 - Acquisition Parameters
Date 20151021
Time 13.53
INSTRUM spect
PROBHD 5 mm PABBO BB/
O PULPROG zg30
TD 32768
MeO SOLVENT cDCl3
NS 32
DS 2
SWH 10000.000 Hz
MeO FIDRES 0.305176 Hz
AQ 1.6384000 sec
RG 138.53
DW 50.000 usec
DE 6.50 usec
TE 298.5 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
500.1525008 MHz
1H
11.75 usec
15.30000019 w
F2 - Processing parameters
ST 65536
SF 500.1500223 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00
T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 2 1 ppm
e 4 EREEE A E
— IR 1N R B e IR B sl 3]
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jsk-333-1
iitm_carbonshort CDC13 /opt/topspin iitm 6
Current Data Parameters
NAME 3,4-dimethyl ethyl
EXPNO 28
PROCNO 1
o Cied
F2 - Acquisition Parameters
MeO Date_ 20151021
N Time 14.06
H INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
MeO OEt N\ / TD 20480
3db SOLVENT CDC13
NS 512
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 299.2 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
125.7753932 MHz
13C
9.63 usec
103.00000000 w
77777777 CHANNEL f2 ========
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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RN e IS ON T oo INNTIAIINITISREIORABNEIEI&S S8 Current Data Parameters
COLOUVONANNENNSSSSSYOOMOMOMOANNNNNNNASTITNNNN << M NAME JSK-378-1- 4cfl3-oet
HOWOOWBONNNNNNNNNNNNNNNNNNNNNNNNG OGS S S S — EXPNO 202
————————\e———_— N BROCHO i
F2 - Acquisition Parameters
Date_ 20160226
Time 23.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
OEt N RG 200.34
DW 62.400 usec
3kb DE 6.50 usec
TE 298.4 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
JIL JLLA l
T T T T T T T T T T T
11 10 8 7 6 4 3 2 ppm
8 el B &
— B S IR EN B F B B R o )
OO ANDTODONDITI~-VADOMNMADAONDDNM O
ONMOLMNMOONNSSTONOSTATOOCOOMMMMAN o O~ (=]
modYyTaadoSc oo IFITARNNNNDID D o~ QR —
OUOTOOMOMHOOMHMMHOANNNNNNNAAAAOOOOON~NMNSOL <
A A A A A A A A A A A A A A A AAAAAAA A AN~ O —
TS e—m=awwee— |
sk-378-1
iitm_carbonshort CDC13 /opt/topspin iitm 6
Current Data Parameters
NAME JSK-378-1- 4cf3-oet
0 EXPNO 70
PROCNO 1
N F2 - Acquisition Parameters
H Date_ 20160225
Time 2.53
INSTRUM spect
F3C OEt N\ / PROBHD 5 mm FABBOPEB/
PULPROG zgpg30
3kb TD 5b450
SOLVENT CDC13
NS 2000
DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
RO 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 294.4 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l ==
125.7753932 MHz
13C
9.63 usec
103.00000000 w
CHANNEL f£2
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
ST 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10  ppm
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8 °,3 S Current Data Parameters
Q00 NAME JSK-363 4-py-oet
EXPNO 80
\V PROCNO 1
F2 - Acquisition Parameters
Date 20160120
Time 21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 138.85
DW 62.400 usec
DE 6.50 usec
TE 297.8 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l =
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T T
10 9 8 7 6 5 4 3

o
1.0\
200
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iitm_carbonshort CDC13 /opt/topspin nmr 4
Current Data Parameters
NAME JSK-363 4-py-oet
EXPNO 120
PROCNO 1
F2 - Acquisition Parameters
Date 20160121
Time 9.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
RO 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 297.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
SFO1 100.6228289 MHz
NUC1 13C
Pl 9.25 usec
PLW1 47.00000000 W
== CHANNEL f2 ==
SFO2 400.1316005 MHz
Nuc2 1H
CPDPRG[2 waltzl6é
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
e e pecbdbemvliosciani by ‘ it b how £ 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S48



10.6370
8 5012
8.1389
8.1344
8.1194

7. 7341
7.7282
7.7262
7.4513
7.4465
7.4417
7.4281
7.4258

7. 4122
7.4074
7.4026

7. 3196
7.3160

0.9472
0.9287
0.9100

Current D

ata Parameters

NAME ph-propyl
EXPNO 73
PROCNO 1
F2 - Acquisition Parameters
Date 20150915
Time 7.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
O DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
N RG 200.34
H DW 62.400 usec
n L DE 6.50 usec
TE 298.9 K
O"PrN / D1 0.50000000 sec
TDO 1

CHANNEL f1

1H

15.70
7.75000000
400.1320007

F2 - Processing parameters
ST 65536

SF 400.1300102 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

W
T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 2 1 ppm
B EESEECEE 4 BB
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IS vl N .
iitm_carbonshort CDC13 /opt/topspin nmr 13
Current Data Parameters
NAME ph-propyl
EXPNO 74
PROCNO 1
O F2 - Acquisition Parameters
Date 20150915
Time ™
N INSTRUM spect
PROBHD 5 mm PABBO BB-
H PULPROG 2gpg30
N TD 16540
n SOLVENT CDC13
0 Pr N NS 256
\ / DS 4
3bc SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 299.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ==
NUCl 13C
Pl 9.25 usec
PLW1 47.00000000 W
SFO1 100.6228289 MHz
== CHANNEL f2 ==
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



Y OO N TP R NEN AN OPPONONONMNN TRODDRN® TNMS®N~DO
OYARNDUEIITODNSTIRNNODONAITOIONATRUAINOOIOOANM VMOFTOWM A ©
NOOITITITANAOTITNDATNNNNO A IO ONRNOOWAOOND TN AODIN~DNO Current Data Parameters
SYSIYNTINNNENRSISNSITNNO0OOMNANNNNAAITTIITODNNR0 KMNNNOOODS NAME 3,4-dimethoxy propyl
e NP EReo :
F2 - Acquisition Parameters
Date_ 20151103
Time 12.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
n AQ 1.6384000 sec
o Pr N RG 124.08
/ DW 50.000 usec
3dc DE 6.50 usec
TE 299.2 K
D1 0.50000000 sec
TDO 1
= CHANNEL f1 =
500.1525008 MHz
1H
11.75 usec
15.30000019 w
F2 - Processing parameters
ST 65536
SF 500.1500198 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Jk ‘ 1
T T \ \ \ T T T T T T T
11 10 6 5 4 3 2 1 ppm
£ e BEE A @
— | - N[ o~ (s2]
© DONMNO T ®O®®O T
(<] NS oOOOoONOSTON~NMOOoO O < omo < D ™M o~ ~
1) doaoddoosITTo~ 2 M Q@ N < N
© LODSITOOANNANNNAAO  © ~~ S © © N} =}
— A A A A A A A A A A A A (2] N~~~ [TolTel N —
N NN NSV |
jsk-332-3
iitm_carbonshort CDC13 /opt/topspin iitm 6
Current Data Parameters
NAME 3,4-dimethoxy propyl
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20151103
Time 12.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
n TD 20480
SOLVENT cDCl3
o Pr N NS 256
/ DS 4
3dc SWH 29761.904 Hz
FIDRES 1.453218 Hz
RO 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 299.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLWL 103.00000000 W
CHANNEL £2
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG(2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 w
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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7.4291
7.4268
7.4222
7.4121
7.4083

~ ©
™ N
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< ™
~

7.3427
7.3389

~

TNNMOOVMANDONOVOWODOOTMONDPDOLO N M
2N E 8B INN OOl N SN bmQow Current Data Parameters
MANNNNQQOCCLOAAINTIOQACHOQOMMMNM AR NAME ph-butyl
NNENNNNNNNNOOOOOSSTSdddddd—d000
EXPNO 76
/ %/ PROCNO 1
F2 - Acquisition Parameters
Date 20150915
Time 8.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 298.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
1H
15.70 usec
7.75000000 W

400.1320007

MHz

F2 - Processing parameters
SI 65536
SF 400.1300101 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
EIENEE R H RIS &
B R N N R | | B P o ol ladl e
bl o NONDODOMAN®O©OT
[32] @ oS NOSSMMOTTOWOWOo MmN O W0 o« o O
¥ © oaadddo®T T NSNS M~ 0 s o~
© I FTOoOOMONNNNANAAO NN © © o o o
— — R B B B B B R B B B B B | M~~~ © (32] —
IS w4 2 ]
iitm_carbonshort CDC13 /opt/topspin nmr 14
Current Data Parameters
NAME ph-butyl
EXPNO 77
(@] PROCNO 1
F2 - Acquisition Parameters
Date 20150915
N Time 8.09
H INSTRUM spect
PROBHD 5 mm PABBO BB-
- PULPROG zgpg30
O"BuN ™ 75310
/ SOLVENT €DC13
3bd NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
RQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 299.6 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 ==
13C
9.25 usec
47.00000000 W
100.6228289 MHz
== CHANNEL f2 ==
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



=2}
NNOARONANNDONONOINOONNEANNNT ANNDNONOADNDO MY MMM
DNOODDNONOONINDONODONDOAMANTOONNKENAMD I © OO NNN
VMOOITANOTTANANOTNANNO AAONVVOWOLWINNDONDTNDNOTFT®MANO e Current Data Parameters
SEIINNENENENYYSTILTINNNONNNNTANIITIOCOCNNQOQOOOMMMMMMO R ®  NAME 3,4-dimethoxy butyl
TN N N N N NN NSNS S SN~ SN SNO0OCCONYNYTOMddddddd 4000 Ly 7
(T 22 S\ oo 7

F2 - Acquisition Parameters

Date 20151103

Time 12.56

O INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
MeO ™ 32768
N SOLVENT cpCl3
NS 16

N

DS 2
SWH 10000.000 Hz
MeO FIDRES 0.305176 Hz
AQ 1.6384000 sec
RG 101.5
DW 50.000 usec
DE 6.50 usec
TE 299.0 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
500.1525008 MHz
1H
11.75 usec
15.30000019 w
F2 - Processing parameters
SI 65536
SF 500.1500186 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
l _ M L
T T T T T T T T T T T T
11 10 8 7 6 5 4 3 2 1 ppm
4 & e o G
i - AN| ||| | NN of|eN [s2]
© OODDT N I~ 0 DLW OO
[s NdMoOdhtTO~MO O ~ N O ™ o ™ o - o
™ daooadoosIILTON D M Q0 N © S @
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— AA A A A A A A AAAAAA (2] M~~~ n 0 o™ —
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jsk-333-2
iitm_carbonshort CDC13 /opt/topspin iitm 7
Current Data Parameters
NAME 3,4-dimethoxy butyl
EXPNO 8
PROCNO 1
F2 - Acquisition Parameters
O Date_ 20151103
Time 13.03
INSTRUM spect
MeO PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 20480
SOLVENT €DC13
NS 256
MeO DS 4
SWH 29761.904 Hz
FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
DW 16.800 usec
DE 6.50 usec
TE 299.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

== CHANNEL fl ==
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 W
== CHANNEL f2 ==
SFO2 500.1520006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
sI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



10.4819

o
S Current Data Parameters
@ NAME JSK
T EXPNO 97
PROCNO 1
F2 - Acquisition Parameters
Date 20160415
Time 10.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.8 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 =
400.1320007 MHz
1H
15.70 usec
7.75000000 W

o 4

F2 - Processing parameters
SI 65536

SF 400.1300095 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

12 1 10 5 3 2 ppm
4 st A %
- el R N I R I B R B i (IR
(2] M MU OVOONMNSOWOWMNSS N <
< O 1O MASTIONOMNOMO M - LW (2]
<~ S daaNANdoO BTN S~ A ~
«© N TOMOMOMOOHOANNNNNNAO N~ oo —
— N A A A A A A A A AAAAAA M~~~ o~
S 4 N/ |
iitm carbonshort CDC13 /opt/topspin nmr 8
Current Data Parameters
NAME ph-iPr
EXPNO 117
PROCNO 1
'd ~\
F2 - Acquisition Parameters
O Date_ 20160415
Time 14.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
N PULPROG 29pg30
TD 16540
H SOLVENT cpc13
N NS 512
(o) - DS 4
N SWH 24038.461 Hz
\ / FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
3be D 20.800 usec
DE 6.50 usec
. TE 300.1 K
D1 1.00000000 sec
D11 0.03000000 sec
DO 1
CHANNEL £1
100.6228289 MHz
13C
9.25 usec
47.00000000 W
- CHANNEL £2
400.1316005 MHz
1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
1B 1.00 Hz
GB 0
BpC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



10.6388

HOWOANMOANANO ATFTNOAHODOANONWDVANONDO T OWMOAWM
THAAC N ONNMD MO OO OO0 WO ®EWIOLW
CODIITNAOTNAANN A AN~ OO A== 00S=WM
TITTTLIITONNONNNNAAAA A AOO T T T T T Current Data Parameters
PR R R NALE ph-TF ethanol
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date 20151002
Time 18.11
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 169.77
DW 62.400 usec
DE 6.50 usec
TE 298.7 K
D1 0.50000000 sec
TDO 1
CHANNEL f1
1H
15.70 usec
7.75000000 W
400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

S54

12 11 10 8 4 3 2 1 ppm
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— A A A A A A A A AAAAAAAA M~~~ © oo o
AT\ == A
iitm carbonshort CDC13 /opt/topspin nmr 16
Current Data Parameters
NAME ph-TF ethanol
EXPNO
p N PROCNO 1
() F2 - Acquisition Parameters
Date 20151002
Time 18.26
INSTRUM spect
PJ PROBHD 5 mm PABBO BB-
P{ PULPROG zgpg30
TD 16540
N SOLVENT cpcl3
(o) N’ NS 256
DS 4
\ / SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
3bf CF3 RG 200.34
) DW 20.800 usec
DE 6.50 usec
TE 299.6 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL 1
13Cc
9.25 usec
47.00000000 W
100.6228289 MHz
CHANNEL £2
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



Current Data Parameters

NAME JSK-307 benzyl
EXPNO 186
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150929
Time 17.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 153.13

DW 62.400 usec
DE 6.50 usec
TE 298.0 K
D1 0.50000000 sec
TDO 1

CHANNEL f1

1H
15.70 usec
7.75000000 W
400.1320007 MHz

F2 - Processing parameters
ST 65536

SF 400.1300124 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

T T T T T T T T T T T T T T
13 12 11 10 9 8 7 6
EEE Gk e
Al | A A A~ A
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21~

107.00

0
0
]
i
—

124.23
124.14
122.86
121.42

~
@
<
I
—

NT—s\m——

126.46

o
@
~
~
—

130.69
130.57
128.69

o2}
%
o
™
—

—164.10
156.33
141.12
136.31
132.97
77.36
77.04
76.72

——70.63

e
~

lab mmbjsk-307
iitm_carbonshort CDCI3 /opt/topspin nmr 1

Current Data Parameters

NAME JSK-307 benzyl
( A EXPNO
O PROCNO 1
F2 - Acquisition Parameters
Date 20150929
Time ™ 17.15
N INSTRUM spect
H PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
. ™D 16540
O N SOLVENT cDC13
NS 256
\ / DS 4
SWH 24038.461 Hz
3b Ph FIDRES 1.453353 Hz
g AQ 0.3440320 sec
L ) RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1

9.25 usec
47.00000000 W
100.6228289 MHz

= CHANNEL f2
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
sI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S55



©
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ANDAHONOMNMOWDAOUTNOMOOWN—AONEST AT OANSN A~ OMONS-FTOUOMIOMOOULNNNODTMOLNDOOOLWNS

NN OO N BN T I MO AN I NAN T O P RNN A I IO IR OO IANNNOOBOODAAO D= DB O

SRRV AdAANNNENENENNIIIIIIIIONOMOOOANNATTTTTI0000C0RRRRYIIIINMONOONN  NAME

HOWOWWMWWWONMNMNNMNNMNNMNNSNNNSNNSNNSNNSNNSNNSNNSNNSNNSNNMSNNSNNMSENSNMSNESMNNSMNSNESNSRNENSNESNEMNENNMNOOOOOOOOLLLLLL S T EXPNO
= PROCNO

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH

Current Data Parameters

JSK-295
158
1

20150919
6.31

spect

5 mm PABBO BB-
2g30

65536
CDC13

16

2

8012.820
0.122266
4.0894465
200.34
62.400
6.50

298.4
0.50000000
1

CHANNEL f1

1H

15.70
7.75000000
400.1320007

400.1300098
EM

0
0.30

0
1.00

F2 - Acquisition Parameters

usec
W
MHz

- Processing parameters
5536

MHz

Hz

12 5 2 1 ppm
4@ EE
i Y ™|
oNO o © o
Mmook o © o
~N~N© © [TeR
~~~ © S =1
K\J// ‘ ‘ ‘ lab mmb-jsk-295
iitm_carbonshort CDC13 /opt/topspin nmr 11
Current Data Parameters
NAME JSK-295
- EXPNO 160
PROCNO 1
F2 - Acquisition Parameters
Date 20150919
Time™ 6.39
N INSTRUM spect
PROBHD 5 mm PABBO BB-
H PULPROG 29pg30
N TD 16540
e SOLVENT CDC13
o N NS 608
\ / DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
RQ 0.3440320 sec
3bh | RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 299.2 K
L ) D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1
13C
9.25 usec
47.00000000 W
100.6228289 MHz
= CHANNEL f2
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SF02 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S56



Current Data Parameters

10.8194
8.6174
8.5969
8.1834
8.1796
8.1640
8.1602
7.7251
7.7222
7.7055
7.7004
7.4540
7.4352
7.4249
7.4082
7.3900
7.3857
7.3563
7.3385
7.3227
7.3047
7.2867
7.2615
7.2574
7.2507
7.2449
7.2099
7.2072
7.1886
7.1719
7.1690
7.0794
7.0612
7.0433
7.0418
7.0106
6.9899
6.6495
6.6093
6.4301
6.4252
I-6.4202
I-6.3729
6.3593
6.3457
6.3329
6.3191
|- 6.3055
4.8585
4.8476

NAME JSK-308 cinnamyl
EXPNO 189
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150929
Time 17.30
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 153.13
DW 62.400 usec
DE 6.50 usec
. TE 298.0 K
3bi D1 0.50000000 sec
TDO 1
L Ph ) CHANNEL f1
1H
15.70 usec

7.75000000 W
400.1320007 MHz

F2 - Processing parameters
ST 65536

SF 400.1300131 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

T T T T T T T
13 12 11 10 7

T
9 8 6 5
Erricciec=l
OO|HIN|IW|HA| || |||

2.0,

CONDOINTAONNDVOM T O QN
OSSO —TdOXINOQOUWOONNRNM—O © T N ©
TOAOCRBONNSSBBXBO T FON M~ Mmoo
OUOTOHOMMMMMMOANNNNNNNN—AO ~~ O o
A A A A A A A A A A A A A A A A A A ~N~~©
NS
iitm_carbonshort CDC13 /opt/topspin nmr 2
Current Data Parameters
P N NAME JSK-308 cinnamyl
EXPNO 190
O PROCNO 1
F2 - Acquisition Parameters
Date 20150929
N Time 17.37
INSTRUM spect
H PROBED 5 mm PABBO BB-
bd PULPROG zgpg30
P TD 16540
O N SOLVENT CDC13
NS 256
\ E :
SWH 24038.461 Hz
FIDRES 1.453353 Hz
3bi | RQ 0.3440320 sec
RG 200.34
DW 20.800 usec
Ph DE 6.50 usec
L ) TE 298.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL £1
13C
9.25 usec
47.00000000 W
100.6228289 MHz
= CHANNEL f2
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S57



% VANNDO T QO © o~ S SLLAVLAAT ANDN O~
& oIS BIEN 235 IBRTBERTSER335TID Current Data Parameters
=1 ITITOQOQOQOOMMOANNAAO T MM 1NN OINDONINRNRNRN LN NAME JSK-331-3, 4-geranyl
- 0O NNNNNN~ ~© oo OWSFFITOO Ad A A
EXPNO 33
‘ \\Nﬂ\\/%% \K%// \V/// PROCNO 1
F2 - Acquisition Parameters
Date_ 20151021
Time 14.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 32
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 1.6384000 sec
RG 101.5
DW 50.000 usec
DE 6.50 usec
TE 298.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
500.1525008 MHz
1H
11.75 usec
15.30000019 W
F2 - Processing parameters
ST 65536
SF 500.1500561 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T
10 9 8 5 4 3 2 ppm
E QER @ SRR
o il e © <l
MONNOMINROM®OT O©NI TR
VOOMAONMANOXROANOLDNH O N oo o ~o < N ©
BN AdN O NANOSVITIITND Mo T Mo 9 No < N @~
CULLIILTITINNOIOHANNNN O o ~N O s © © @ © W~ o
AdAddAdAddAdddAdAAA A A A A OD ~~~ © [rogvel 5] NN o
\S SN e NV VY
jsk-333
iitm carbonshort CDC13 /opt/topspin iitm 8
Current Data Parameters
NAME JSK-331-3, 4-geranyl
EXPNO 34
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151021
Time 15.02
INSTRUM spect
PROBHD 5 mm PABBO BB/
/ PULPROG zgpg30
TD 20480
SOLVENT CDC13
NS 512
| DS 4
SWH 29761.904 Hz
3dj FIDRES 1.453218 Hz
AQ 0.3440640 sec
RG 202.34
D 16.800 usec
| DE 6.50 usec
TE 299.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l =
SFO1 125.7753932 MHz
NUC1 13C
Pl 9.63 usec
PLW1 103.00000000 W
= CHANNEL f2 =
SFO2 500.1520006 MHz
NUC2 1"
CPDPRG[2 waltzlé
PCPD2 .00 usec
PLW2 15.30000019 W
PLW12 0.33006001 W
PLW13 0.21123999 W
F2 - Processing parameters
SI 32768
SF 125.7628180 MHz
WDW EM
SSB 0
LB 1.00 Hz
ekl " TRET T | o " GB 0
T PR s ) y " y L PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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I T O ONT NN OONINOTONMONTD T DO D®RNDD DN MO Q
Bl 88T BSOS 883835 I NS 8IS RREEIBINSINBSR Current Data Parameters
CONMOORNNESNSLTINNMOANNNNNNQOOORIIITNNNOO©OMH®M NAME JSK-320-3
ABOOBONNNNNNNNNNNNNNNNNOCOCOCOCOCOCOSTIITOHNNON EXPNO 87
T\ e————  —— PROCNO 1
F2 - Acquisition Parameters
Date 20151016
Time 10.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
- N PULPROG 2930
TD 65536
O SOLVENT CDC13
NS 16
DS 2
N SWH 8012.820 Hz
FIDRES 0.122266 Hz
H a0 4.0894465 sec
N RG 153.13
0 N’ DW 62.400 usec
DE 6.50 usec
\ / TE 295.2 K
D1 0.50000000 sec
TDO 1
3ak
o == CHANNEL fl =
1H
~ 15.70 usec
~ 7.75000000 W
400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00
I} .
T T T T T T T T T T T
11 10 9 8 5 3 2 1 ppm

1.1~
1.0

2 1(
1.0
1.07
11 ]

[ <

10x
10/
107
20~
2.1~
3.0~

— o~ O A AT AT MO NSO

N N ONMASTOINMN~TO D O OITD © ©
¥ © doaadooWwIFND O~ Mo S o ™~
© I ITONOANNNNN O ~N~N©SOo®w o i
— - - Rl B B B B B B B I} M~~~ o Yol o~

lab mmb-jsk-320-3
iitm_carbonshort CDCI3 /opt/topspin nmr 11

Current Data Parameters

NAME JSK-320-3
- EXPNO
PROCNO 1
O F2 - Acquisition Parameters
Date 20151016
Time~ 10.55
N INSTRUM spect
PROBHD 5 mm PABBO BB-
H PULPROG 29pg30
N ™D 16540
P SOLVENT cDpCl3
O N NS 256
/ DS 4
\ SWH 24038.461 Hz
FIDRES 1.453353 Hz
3ak RO 0.3440320 sec
RG 200.34
a DW 20.800 usec
(0] DE 6.50 usec
~ TE 296.0 K
L D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

== CHANNEL f1 =
NUC1 13C
P1 9.25 usec
PLW1 47.00000000 W
SFO1 100.6228289 MHz

== CHANNEL f2 =
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO02 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S59



10.7276

N

Meojirj\
MeO (0]

NAME
EXPNO
PROCNO

F2 - Acqu
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

Current Data Parameters

JSk-34-alkynol
51
1

isition Parameters
20160210

18.11

spect

5 mm PABBO BB-
zg30

65536

CDC13

16

2

8012.820
0.122266
4.0894465
200.34

62.400

6.50

297.2
0.50000000

1

CHANNEL f1
\. J 400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300092 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T T
12 11 10 8 7 6 5 4 2 1 ppm
E GEEEds A s
— B IR I R E N R e e o ol
TOOUNONDOWOOT NN OLW
TONOATOOITONRTORNOOETHOT I d1 s N < S~
ONCSHN AR IO PTBIWHBBATOHN ©NOOM™ NN
CUOLUIMILTNOHIANANNNNNNAAOD G M~ O © © G
A A A A A A A A A A A A A A A A A D D DN I~ I~ repveTe]
NRCC e A RSV S
iitm_carbonshort CDC13 /opt/topspin nmr 10
Current Data Parameters
e a NAME JSk-34-alkynol
C) EXPNO 52
PROCNO 1
F2 - Acquisition Parameters
Meo Date 20160210
Pd Time 18.17
F1 INSTRUM spect
Pd PROBHD 5 mm PABBO BB-
. PULPROG zgpg30
TD 16540
Meo O N SOLVENT cDCl13
\ NS 256
DS 4
SWH 24038.461 Hz
% FIDRES 1.453353 Hz
AQ 0.3440320 sec
3di Ph RG 200.34
D 20.800 usec
DE 6.50 usec
N = TE 297.6 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l ==
SFO1 100.6228289 MHz
NUC1 13cC
Pl 9.25 usec
PLW1 47.00000000 W
== CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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P NN PR T OO RNRONOTNOORNDONNIONRS DT ANDONWODON DD T DD ©
DNNONMOOOTONMXIORN AN IO ATROTVOINNNODNAND ADOAD AT AOWTOND0 DD
OCRNLLOANONOLLULINNOCOSITITNNNNATODDON~NOIMITNNDN T ATONDVOOIFTNONNN©N Current Data Parameters
SCYTCOOCHRMNOOIITTINMANMONNONNANNNNNNNNNNNNOQIRARNNT I NMOO NAME JSK-377-3
A BOWBONNMNNNNNNNNNNNNNNNNNNNNNNNNNNNN G GG 0666 0LW0LW0d- EXPNO 90
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160213
Time 22.57
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 297.1 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300110 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00
I | l
T T T T T T T T T T T T T
12 11 8 7 6 3 2 ppm
4 Gt @ 8
- A || | H WO A A - ™
TANNDOWOWNTHO A MT O O™
NOAANNOOMSERANNS NSNS ®A® ~ oo <
SoaNdaNNNTOSBONWLW IO~ 0 M~ N
OCUITHONONOHANNANNNNNN O 0 I~ I~ QS <
Rl B B B B B B B B B B B B B B B B B | M~~~ r~ o
S\ |
iitm_carbonshort CDC1l3 /opt/topspin nmr 5
Current Data Parameters
NAME JSK-377-3
EXPNO
- N PROCNO 1
O F2 - Acquisition Parameters
Date 20160213
Time 23.10
INSTRUM spect
N PROBHD 5 mm PABBO BB-
PULPROG zgpg30
H ™ 16540
N SOLVENT CDC13
0 s NS 512
N / DS 4
SWH 24038.461 Hz
3bm \ FIDRES 1.453353 Hz
AQ 0.3440320 sec
Ph RG 200,34
J DW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL £1
100.6228289 MHz
13C
9.25 usec
47.00000000 W
= CHANNEL f£2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters
JSK-335-ph-phenylethanol
70

Hz
Hz
sec

usec
usec
K
sec

NAME

EXPNO

PROCNO 1
F2 - Acquisition Parameters
Date_ 20160120
Time 4.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820
FIDRES 0.122266
AQ 4.0894465
RG 153.13
DW 62.400
DE 6.50
TE 299.1
D1 0.50000000
TDO 1

CHANNEL f1 =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
SI 36
SF 400.1300101 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

l\

12 11 9 8 7 6 4 3 2 1 ppm
A EEkeEcties 4 & A
— A [ HA AN [ N o~ -
QO AMONTNNOT AN OO 0T D
NMOVA—TOILMUOMITITNMMNMNDOOMNN O O s M o o
BOCHALANNOSSITIITDN S~ O m o ~ L
OUOOTOHOMMOMHOMHOMOOHOANNNNNNAO ~n~ © [52] ©
B e R R R R IR R R R e [ph o R Ja ~ I~ o~ © )
NN = N T
iitm_carbonshort CDC13 /opt/topspin nmr 12
Current Data Parameters
NAME JSK-335-ph-phenylethanol
EXPNO 190
PROCNO 1
F2 - Acquisition Parameters
Date 20151117
Time 22.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT cDpel3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
3bn RG 200.34
OH DW 20.800 usec
DE 6.50 usec
TE 291.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl .25 usec
PLW1 47.00000000 W
SFO1 100.6228289 MHz
CHANNEL f£2
CPDPRG[2 waltz1l6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 2768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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T
8 7 2 1 ppm
rCﬁFD.O.H‘—!U?'—!*—!OOw @
- Al ||| A (s2]
WD OT O~ NN M
FTooIoAINARIINSNXD oo
daddocowTTANNNG S O M Qs
SOOMOOOHNANANNNN A O ~ 1~ ©
IR JC JNC NG R JRM SR SR R (R i) ~~ o~

—55.71

~ ©
2 8 Current Data Parameters
] NAME JSK-ph-40mePhenol
© P EXPNO 73
PROCNO 1
F2 - Acquisition Parameters
Date 20160120
Time 5.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 31.9
DW 62.400 usec
DE 6.50 usec
TE 299.3 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300103 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00

lab mmbjsk-363
iitm_carbonshort CDC13 /opt/topspin nmr 6

Current Data Parameters

NAME JSK-ph-40mePhenol
EXPNO 126
PROCNO 1
F2 - Acquisition Parameters
Date 20160121
Time 10.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
D 20.800 usec
DE 6.50 usec
TE 297.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
100.6228289 MHz
13C
9.25 usec

47.00000000 W

= CHANNEL f2

SFO2 400.1316005 MHz
NUC2 1"
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768

SF 100.6127690 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40

T T
190 180 170

T
160

T T
150 140

T
110

T T T T T T T T T T T T T
130 120 100 90 80 70 60 50 ppm
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Current Data Parameters

NAME JSK-Ph-0CD3
EXPNO 82
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151108
Time 23.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 297.6 K
Dl 0.50000000 sec
TDO 1
= CHANNEL f1l ==

1H
Pl 15.70 usec
PLW1 7.75000000 W
SFO1 400.1320007 MHz
F2 - Processing parameters
ST 65536
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

N
T T T T T T T T T T T
13 12 11 10 9 8 7 6 2 1 ppm
E EECerCrere
A AN A
=} ™
% 3 Current Data Parameters
N «Q NAME JSK-Ph-0CD3
™~ ¢ EXPNO 77
‘ ‘ PROCNO 1
F2 - Acquisition Parameters
Date 20151116
3 Time 16.55
() INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg2h
TD 65536
hd SOLVENT CDC13
NS 2
H bs 2
/N SWH 921.376 Hz
OCD3N FIDRES 0.014059 Hz
/ A0 35.5642014 sec
RG 3.16
3bp DW 542.667 usec
J DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
=== CHANNEL f1 ==
SFO1 76.7764539 MHz
NUC1 2H
Pl 530.00 usec
PLW1 1.79999995 w
F2 - Processing parameters
SI 65536
SF 76.7760820 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T 1
7.0 6.5 6.0 55 5.0 45 4.0 15 1.0 05 ppm



——163.84

——157.38

/
)

140.96
133.24
132.46
130.83
—128.80
—125.05
123.84
121.94
121.14
111.18

\
\

106.99

77.35

77.03
76.71

lab mmbjsk-346-1b
iitm_carbonshort CDC13 /opt/topspin nmr 10

Current Data Parameters

NAME JSK-Ph-0CD3
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 20151108
Time 23.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
bW 20.800 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 =
13C
9.25 usec
47.00000000 W
100.6228289 MHz

== CHANNEL f2 =
CPDPRG [2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.19103000 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
EegeNonanzeNEREag REENRRENE IR DY
WOV AT ATOMRKROWONNILITTANNAOONDNAAO O O N Current Data Parameters
CQOOANNQAONMNYIIIITTONNMMOONNNNNNNALWLW0NLW NAME JSk-378-2 4CF3 CD3
HWB OB OWWONMNNNNNNNNNNNNNNNNNNNNNSNG OO EXPNO 86
e ee——————" EXBNO 6
F2 - Acquisition Parameters
Date 20160225
Time 20.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
( A SOLVENT CDC13
() NS 32
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
N AQ 1.6384000 sec
H RG 138.53
DW 50.000 usec
DE 6.50 usec
F3C OCD3N/ TE 293.1 K
/ D1 0.50000000 sec
3kp TDO 1
- J == CHANNEL fl = ==
500.1525008 MHz
1H
11.75 usec
15.30000019 w
F2 - Processing parameters
SI 65
SF 500.1500207 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T T
11 10 5 4 3 2 1 ppm
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=} I
8 Z Current Data Parameters
N ] NAME Cd3 2D NMR
~ e EXPNO 92
PROCNO 1
F2 - Acquisition Parameters
Date 20160226
Time 9.42
INSTRUM spect
N PROBHD 5 mm PABBO BB/
PULPROG zg2h
O ™ 65536
SOLVENT None
NS 1
DS 1
N SWH 921.376 Hz
H FIDRES 0.014059 Hz
N AQ 35.5642014 sec
4 RG 3.88
F3C OCD3N DW 542.667 usec
/ DE 6.50 usec
3kp TE 300.0 K
L ) D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
76.7764539 MHz
2H
530.00 usec
1.79999995 W
F2 - Processing parameters
SI 65536
SF 76.7760296 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00
T T T T T T T T T T T T T T T \
75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 05 ppm
NN OATOONANN DN O © N DD ©N DLW
MNOSONITINMVOITOARONNMONN—A T NO
AN TNSOBWOUIITIITOANNNNN®BO®DO NN
OSSO OMOOMOMNNNNNNNAAAATO OO OO ININ O
A A A A A A A A A A A A A A A A A A A A AN~ I~
\\\\\N//%% \% lab mmbjsk-378-2-f
iitm_carbonshort CDC13 /opt/topspin nmr 4
Current Data Parameters
NAME JSk-378-2 4CF3 CD3
p N EXPNO 145
O PROCNO 1
F2 - Acquisition Parameters
Date_ 20160222
Time
N INSTRUM spect
PROBHD 5 mm PABBO BB-
H PULPROG 2g9pg30
. TD 16542
SOLVENT cpCl
F3C OCD3N / NS 1000
DS 4
3kp SWH 24038.461 Hz
FIDRES 1.453353 Hz
- J AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 298.3 K
D1 1.00000000 sec
D11l 0.03000000 sec
TDO 1
== CHANNEL fl =
100.6228289 MHz
13C
9.25 usec
47.00000000 W
= CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
sI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
" I | L A il ”m 4 " . e " 5P 0
' et ol PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters

NAME JSK-378-3-py-cd3
EXPNO 139
PROCNO 1
F2 - Acquisition Parameters
Date 20160221
Time 23.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 297.8 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 ==
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Current Data Parameters

NAME Cd3 2D NMR
EXPNO 87
PROCNO 1

F2 - Acquisition Parameters

Date 20160229

Time 11.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg2h

TD 65536
SOLVENT None

NS 1

DS 1

SWH 921.376 Hz
FIDRES 0.014059 Hz
AQ 35.5642014 sec
RG 3.88

DW 542.667 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

=== = CHANNEL fl ==

MHz

SFO1 76.7764539

NUC1 2H

Pl 530.00 usec
PLW1 1.79999995 W

F2 - Processing parameters
SI 65536

SF 76.7760748 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00



—162.89
—157.72

lab mmb-jsk-378-3

iitm_carbonshort CDCI3 /opt/topspin nmr 15

Current Data Parameters

NAME JSK-378-3-py-cd3
EXPNO 140
PROCNO 1
( N\
O F2 - Acquisition Parameters
Date 20160221
Time 23.46
INSTRUM spect
PROBHD 5 mm PABBO BB-
N PULPROG zgpg30
| H TD 16540
N SOLVENT CDC13
"\ L NS 256
OCD;3N bs :
SWH 24038.461 Hz
/ FIDRES 1.453353 Hz
3k 20 0.3440320 sec
L ) RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 298.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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CHANNEL f1 =
100.6228289 MHz
13C

9.25
47.00000000 W
CHANNEL f2
400.1316005 MHz
1H

CPDPRG [2 waltzlé
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 w
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768

SF 100.6127690 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0
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Current Data Parameters

NAME mmb40616
EXPNO 259
PROCNO 1
F2 - Acquisition Parameters
Date 20160623
Time 9.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 138.85
DW 62.400 usec
DE 6.50 usec
TE 294.0 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l ==
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300439 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Current Data Parameters

NAME mmb50616
EXPNO 65
PROCNO 1
F2 - Acquisition Parameters
Date 20160623
Time 13.37
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg2h
TD 65536
SOLVENT None
NS 1
DS 1
SWH 921.376 Hz
FIDRES 0.014059 Hz
AQ 35.5642014 sec
RG 2.47
DW 542.667 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
76.7764539 MHz
2H
530.00 usec

1.79999995 W

F2 - Processing parameters

SI 65536

SF 76.7760692 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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iitm_carbonshort CDCI3 /opt/topspin nmr 4

Current Data Parameters

Ph

ocD,

3qp

_PP

A NAME mmb40616
EXPNO 26
PROCNO 1
F2 - Acquisition Parameters
Date 20160623
Time 9.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 16540
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec

J DE 6.50 usec
TE 294.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL fl =
100.6228289 MHz
13C

9.25 usec
47.00000000 W

= CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0

s RS A il 140

190

T
180

T
170

T
160

T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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B NN AN I T OPNOLTOORADDNTOND T DI~ MDD M D ~ o
A2 eBIa88 3508883 hRER8IZIRESES IR Current Data Parameters
SISIIIRNRROOOOMNMANANATAAA1000S SOOI IMm >~ NAME mmb40616
HGWOBONNNNNNNNNNNNNNNNNNNNNNNGGCG® — -
EXPNO 256
eeee————f—r—""/ |/ ]
F2 - Acquisition Parameters
Date_ 20160623
Time 9.19
( INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CcDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
OMe N RG 153.13
DwW 62.400 usec
DE 6.50 usec
L 3ra ) TE 293.9 K
D1 0.50000000 sec
TDO 1
= CHANNEL f1
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
SI
SF 400.1300362 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A M ll M ] L L
T T T T T T T T T T T T
12 11 9 8 7 6 5 4 3 2 ppm
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iitm_carbonshort CDC13 /opt/topspin nmr 3
( A Current Data Parameters
O NAME mmb40616
EXPNO 257
PROCNO 1
F2 - Acquisition Parameters
N Date_ 20160623
| H Time 9.21
INSTRUM spect
OM /N PROBHD 5 mm PABBO BB-
PULPROG zgpg30
e N b 16340
SOLVENT CDC13
NS 256
3ra B ;
~ > SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 294.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
100.6228289 MHz
13C
9.25 usec
47.00000000 W
= CHANNEL f£2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
I 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters

NAME mmb40616
EXPNO 277
PROCNO 1
F2 - Acquisition Parameters
Date 20160624
Time 4.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 293.9 K
D1 0.50000000 sec
TDO 1
== CHANNEL f1l ==
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
ST 65536
SF 400.1300077 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Current Data Parameters

NAME mmb50616
EXPNO 69
PROCNO 1
F2 - Acquisition Parameters
Date 20160624
Time 11.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg2h
TD 65536
SOLVENT None
NS 1
DS 1
SWH 921.376 Hz
FIDRES 0.014059 Hz
AQ 35.5642014 sec
RG 2.18
DW 542.667 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
76.7764539 MHz
2H
530.00 usec

1.79999995 W

F2 - Processing parameters

SI 65536

SF 76.7760710 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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iitm_carbonshort CDC13 /opt/topspin nmr 10
Current Data Parameters
s N NAME mmb40616
e} EXPNO 27
PROCNO 1
F2 - Acquisition Parameters
Date 20160624
N Time™ 4.58
| H INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
OCD N’ D 16540
3 SOLVENT cpe13
/ NS 512
DS 4
3rp s 24038461 Be
FIDRES 1.453353 Hz
a0 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 294.2 K
D1 1.00000000 sec
D11 0.03000000 sec
DO 1
= CHANNEL f1 =
100.6228289 MHz
13c
9.25 usec
47.00000000 W
= CHANNEL f£2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 w
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
B 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
cB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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LONDNDLTAN dTODVILTNNVOANVOATOWMNDONOAMMO DLW © <
Eo el ERE g e EgsIRgS38E5888¢888E g¢ Current Data Parameters
OMMOINENOCOOOITMNNNNNNNATAAAAAITITI LTI I © ~~ NAME mmb40616
D OWOONNMNNNNNNNNNNNNNNNNNNNNG G OO 6 660 —
EXPNO 332
\\“\Nﬂ%%#%/ \/ PROCNO 1
F2 - Acquisition Parameters
Date_ 20160628
( B Time 4.13
O INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
N SOLVENT cpcl3
| H NS 16
DS 2
SWH 8012.820 Hz
OMe N FIDRES 0.122266 Hz
/ 20 4.0894465 sec
RG 200.34
353 DW 62.400 usec
- / DE 6.50 usec
TE 295.6 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl ==
SFO1 400.1320007 MHz
NUC1 1H
Pl 15.70 usec
PLW1 7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300076 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
x | .
T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 1 ppm
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iitm_carbonshort CDC13 /opt/topspin nmr 10
s 3 Current Data Parameters
NAME mmb40616
O EXPNO 333
PROCNO 1
F2 - Acquisition Parameters
N Date_ 20160628
Time 4.26
| H INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
OMe N TD ?2240
/ SOLVENT CDC13
NS 512
3sa DS 4
- J SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34
DW 20.800 usec
DE 6.50 usec
TE 296.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
ffffffff CHANNEL fl ========
SFO1 100.6228289 MHz
NUC1 13C
Pl 9.25 usec
PLW1 47.00000000 W
= = CHANNEL f2 ==
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
L | I
" " " PC 1.40
y ¥ W ' W u y
T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 40 30 20 10 ppm
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N OO0 AT ™ =
Q 3 g 8 g 'S g 8 g R' £ Current Data Parameters
el B B «© © «© NAME mmb41015
NN N ©© O oo el o EXPNO 48
\/ \\// \/ PROCHNO 1
F2 - Acquisition Parameters
Date_ 20151010
Time 13.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
e N TD 65536
O SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
OMe FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 200.34
DW 62.400 usec
OMe DE 6.50 usec
TE 295.0 K
7 D1 0.50000000 sec
TDO 1
\ J
== CHANNEL f1l ==
1H
Pl 15.70 usec
PLW1 7.75000000 W
SFO1 400.1320007 MHz
F2 - Processing parameters
SI 65536
SF 400.1300076 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
" J A
T T T T T T T T T T T T T T T T T T T T 1
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
S 53 3
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N Vo N | |
iitm_carbonshort CDC13 /opt/topspin nmr 11
Current Data Parameters
NAME MCpramide
s N EXPNO 239
O PROCNO 1
F2 - Acquisition Parameters
Date_ 20160229
Time
OMe INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 16540
OMe SOLVENT CDC13
NS 2000
DS 4
7 SWH 24038.461 Hz
FIDRES 1.453353 Hz
\ J AQ 0.3440320 sec
RG 200.3
DW 20.800 usec
DE 6.50 usec
TE 298.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
100.6228289 MHz
13C
9.25 usec
47.00000000 W
= CHANNEL f2 ==
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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10.6294

Current Data Parameters

NAME JSK-370- 4cbz-ome
EXPNO 219
PROCNO 1
F2 - Acquisition Parameters
Date 20160131
Time 11.31
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 297.3 K
D1 0.50000000 sec
TDO 1
CHANNEL f1 =
400.1320007 MHz
1H
15.70 usec

7.75000000 W

F2 - Processing parameters
65536

ST

SF 400.1300099 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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lab mmbjsk-370
iitm_carbonshort CDC13 /opt/topspin nmr 1

Current Data Parameters

N

H N
CbzHN OMe N; /7

3ta

= CHANNEL f2 =

NAME JSK-370- 4cbz-ome
EXPNO 220
PROCNO 1

F2 - Acquisition Parameters
Date 20160131
Time ™ 11.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30

TD 16540
SOLVENT CcbCcl3

NS 256

DS 4

SWH 24038.461 Hz
FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.34

DW 20.800 usec
DE 6.50 usec
TE 297.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1l =
100.6228289 MHz
13C
9.25 usec

47.00000000 W

400.1316005 MHz
1H

waltz1l6
.00 usec
7.75000000 W
0.23583999 W
0.11863000 W

F2 - Processing parameters

ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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——7.8349
——7.2617
——6.2890
——4.4361
38528
T-3.8297

Cl

H,oN

OMe
OMe

Current Data Parameters

NAME MCpramide
EXPNO 208
PROCNO 1
F2 - Acquisition Parameters
Date 20160227
Time 23.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.34
DW 62.400 usec
DE 6.50 usec
TE 299.5 K
D1 0.50000000 sec
TDO 1
== CHANNEL fl =
400.1320007 MHz
1H
15.70 usec
7.75000000 W
F2 - Processing parameters
SI 65536
SF 400.1300089 MHz
WDW EM
SSB
LB 0.30 Hz
GB
PC 1.00

A - .
T T T T T T T T T T T T T T T T T T T T 1
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
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iitm_carbonshort CDC13 /opt/topspin nmr 11
Current Data Parameters
B NAME MCpramide
O EXPNO 239
PROCNO 1
Cl F2 - Acquisition Parameters
Date 20160229
OMe Time™
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
H-N OMe D 16540
2 SOLVENT CDC13
8 NS 2000
DS 4
SWH 24038.461 Hz
4 FIDRES 1.453353 Hz
AQ 0.3440320 sec
RG 200.3
bW 20.800 usec
DE 6.50 usec
TE 298.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =:
100.6228289 MHz
13C
9.25 usec
47.00000000 W
== CHANNEL f2 ==
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 7.75000000 W
PLW12 0.23583999 W
PLW13 0.11863000 W
F2 - Processing parameters
ST 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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