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EXPERIMENTAL.:

All compounds were purchased from Acros Organics (Morris Plains, NJ) and Aldrich Chemical Co.
(Milwaukee, WI) unless otherwise mentioned. NMR spectra were recorded on Bruker DRX-400 MHz
spectrometer at the University of Delaware NMR facility. Mass spectrometry was carried out at
University of Delaware mass spectrometry laboratory. All the designed oligonucleotides for mutagenesis
were purchased from Ranson Hill Biosciences Inc. Human Embryonic Kidney cells (HEK293) were
obtained from ATCC (American Type Culture Collection). Transactivation response assays were
performed using the Dual-Luciferase Assay System (Promega # E1960) following the manufacturer’s
protocol. Solvents THF, ether and methylene chloride were distilled from Na or K. Silica gel (60 A) and
TLC plates (60 A, 250 um) were purchased from Sillicycle (Quebec, Canada) and Bodman Industries

(Aston, Pa) respectively.



Construction of mutants

pSGShTRp (wt) encodes for the “wild-type” receptor isoforms which are constuitively expressed when transfected
into mammalian cells. pSG5hTRP (H435A), pSG5hTR (H435L), pSG5hTRB (H435Y), pSGShTRP (H435Q)
were created from pSGShTRP (wt) using Quickchange mutagenesis kit (Stratagene) following manufacturers

protocol. The mutagenic oligonucleotides primers were:

TRwt GG ATG ATA GGA GCC TGC CAT GCC AGC CGC TTC C

H435Y £ GG ATG ATA GGA GCC TGC TAT GCC AGC CGC TTC C

H435Y r G GAA GCG GCT GGC ATA GCA GGC TCC TAT CAT CC.

The constructs were sequenced over the entire coding region of the TR to confirm the presence of only the

desired mutation.

Evaluation of biological activities

Twenty-four hours prior to transfection, HEK 293 cells were seeded at a density of 45,000 cells per well
in 24-well culture plates and grown in Dulbecco’s Modified Eagle Medium (DMEM) supplemented with
10% fetal bovine serum (FBS) and gentamycin. Four hours prior to transfection, the medium was
changed to DMEM containing 10% charcoal-resin stripped FBS. Transfections were performed using
CaPO4 method with 0.08 ug of TR, 0.17 ug of TRE-Luc, 0.03 ug of Renilla-Luc as internal standard per
well. Six hours after transfection, the medium was removed and replaced with DMEM with 10%
charcoal-resin stripped FBS containing appropriate concentrations of ligand. The cells were allowed to
incubate for 36h before harvesting by passive lysis buffer. Cell extracts were immediately assayed by the
Dual Luciferase Assay (Promega) with a Wallac Microbeta luminometer. All experiments were run in
triplicate and normalized to the highest activation of wild type TRf at 50nM T;. Activity is reported in
relative light unit (RLU), determined as the ratio of the inducible firefly luciferase luminescence divided
by the luminescence of the renilla luciferase control and normalized by RLU of wild type TRf at 50 nM

T;. Dose-response data were analyzed by nonlinear regression analysis using GraphPad Prism.



Synthesis of QH10-QH16.

Pyridyl analogs were derived from the corresponding 2-substituted-4-cyanopyridines by nucleophilic
radical addition to 4-cyanopyridine by alkyl radicals generated by silver-promoted radical
decarboxylation of corresponding carboxylic acids providing an efficient entry into the 2-alkylpyridine
series (Scheme 1).” The resulting intermediates, 1a-f, were reduced to aldehydes by DIBAL, which was
then coupled with aryl lithium derived from (4-bromo-3,5-dimethyl-phenoxy)-triisopropyl-silane to give
alcohols, 3a-f. The oxoacetic acid side chain was introduced by alkylating the phenol with ethyl-2-
bromoacetate followed by hydrogenation to afford the target molecules. The phenyl analog QH9 was
synthesized starting from 1-bromo-3-isopropyl-benzene following the analogous synthetic scheme used to

synthesize GC-1 from 4-bromo-2-isopropylanisole.
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Scheme S1. Synthesis of Pyridyl ligands. a. Dibal-H, -78C, H+ b. n-BuLi, (4-Bromo-3,5-dimethyl-
phenoxy)-triisopropyl-silane c¢. Zn/HCOOH d. i.  Cs,CO;, BrCH,CO;Bn ii. H2, 10%Pd/C,
9%AcOH/EtOH.



Synthesis of QH17-QH18.

2-Isobutyl-pyridine-4-carbaldehyde, (2a). To a solution of 2-isobutyl-isonicotinonitrile (1.6 g, 9.8
mmol) in toluene (11 mL) at -78° C, and was added drop-wise via syringe 1M DIBAL in hexanes (11.3
OTIPS OTIPS mL, 11.3 mmol). The reaction mixture
/©\—>/<P\ was warmed to 5°C, stirred for 5 min,

and cooled to -78°C before adding

CH,OH (11 mL). The mixture was

OTIPS warmed to 5°C and stirred for 5 min
s s before 25% aqueous rochelle's salt
QH17, Ar=benzimidazole
QH18, Ar=2-isopropyl-1H- (potassium sodium tartrate) was added.
imidazole

After 3 min the reaction mixture was
acidified to pH <1.0 with 10% aqueous H,SO,. The aqueous solution was made basic by slow addition of
solid K,CO; and extracted with EtOAc. The extracts were dried over MgSO,, concentrated, filtered and
evaporated under reduced pressure, and the residue was purified by flash column chromatography (silica
gel, 2% MeOH/CH,Cl,) to give pure product, 2a (1.0g, 7.84 mmol, 77%). 'H-NMR (CDCI,, 400 MHz) &
0.90 (d, J=7.2 Hz, 6H), 2.13 (m, J=6.7 Hz, 1H), 2.76 (d, J=7.1 Hz, 2H), 7.50 (d, J/=3.9 Hz, 2H), 8.77 (dd,
J=1.8 Hz, J=3.9 Hz, 1H), 10.0 (s, 1H); "C-NMR (CDCl,, 100 MHz), § 22.6, 25.7, 36.3, 119.4, 119.9,

142.3,150.5, 169.4, 192.1; HRMS (CI) calculated for C,,H,;NO (M") 163.0997 found 163.0992.

2-Isopropyl-pyridine-4-carbaldehyde, (2¢). This compound was synthesized in 78% yield from 2-
isopropyl-isonicotinonitrile following the protocol used to prepare 2a. 'H-NMR (CDCl,, 400 MHz) &
1.34 (d, J=6.9 Hz, 6H), 3.20 (heptet, J=6.9 Hz, 1H), 7.52 (dd, J=1.4 Hz, J=4.9 Hz, 1H), 7.60 (d, /=0.8 Hz,
1H), 8.80 (d, /=4.9 Hz, 1H), 10.07 (s, 1H); "C-NMR (CDCl;, 100 MHz) § 13.9, 31.5, 119.9, 120.9,

142.3,150.7, 165.6, 192.1, HRMS (CI) calculated for C,H,,NO (MH") 149.0841, found 149.0849.



2-tert-Butyl-pyridine-4-carbaldehyde, (2d). This compound was synthesized in 81% yield from 2-tert-
butyl-isonicotinonitrile following the protocol used to prepare 2a. 'H-NMR (CDCl,, 400 MHz) 8 1.38 (s,
9H), 7.48 (dd, J=1.4 Hz, J=4.9 Hz, 1H), 7.72 (d, J=1.2 Hz, 1H), 8.80 (dd, J=0.6 Hz, J/=4.8 Hz 1H), 10.0
(s, 1H); "C-NMR (CDCl,, 100 MHz) & 30.3, 38.0, 118.0, 119.6, 142.1, 150.2, 171.5, 192.4; HRMS (CI)

calculated for C,,H,;NO (M") 163.0997, found 163.0989.

2-Propyl-pyridine-4-carbaldehyde, (2e). This compound was synthesized in 75% yield from 2-
Propyl-isonicotinonitrile following the protocol used to prepare 2a. 1H-NMR (CDCI3, 400 MHz) 6 0.98
(t,J=7.4Hz, 3H), 1.8 (hextet, J=7.5 Hz, 2H), 2.89 (t, J=7.4 Hz, 2H), 7.51 (d, J=1.6 Hz, 1H), 7.54 (d, J=0.9
Hz, 1H), 8.7 (dd, J=4.9 Hz, J=0.4 Hz, 1H), 10.0 (s, IH), 13C-NMR (CDCI3, 100 MHz) 6 12.8,21.9,39.1,
1184, 120.1, 141.0, 149.6, 163.1, 190.9; HRMS (CI) calculated for CO9HI11NO, 149.0841, found
150.0920(MH+).

2,6-Diisopropyl-pyridine-4-carbaldehyde, (2f). This compound was synthesized from 2,6-
diisopropyl-isonicotinonitrile in 75% yield following the protocol used to prepare 2a. 'H-NMR (CDCl,,
400 MHz) 8 1.30 (d, J=6.8 Hz, 12H), 3.10 (heptet, J=6.8 Hz, 2H), 7.36 (s, 2H), 10.0 (s, 1H); "C-NMR
(CDCl,, 100 MHz) 8 22.6, 36.5, 116.5, 140.1, 168.5, 192.7; HRMS (CI) calculated for C,,H,;NO (M")
191.1310, found 192.1388.

[2,6-Dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-(2-isobutyl-pyridin-4-yl)-methanol, (3a). To a
solution of (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane (2.4 g, 6.8 mmol) in 17 mL of dry
tetrahydrofuran at -78°C was added 13.9 mL of n-butyllithium (2.5 M in hexane). The reaction mixture
was stirred for 30 min at -78°C and then 2a (1.1 g, 6.6 mmol) was added. The reaction mixture was
stirred for 1 h at -78°C and for 6 h at room temperature. The mixture was diluted with 30 mL of ether,
washed with 35 mL of water and 5x10 mL of brine. The organic portion was dried (MgSO,), filtered, and
evaporated under reduced pressure, and the residue was purified by flash chromatography (silica gel,
90:10 hexane/ethyl acetate) to yield 3a (1.88 g, 4.4 mmol, 67%) as an oil. 'H-NMR (CDCl,, 400 MHz) &

0.85 (d, J/=6.8 Hz, 6H), 1.06-1.10 (m, 18H), 1.22 (heptet, J/=5.2 Hz, 3H), 2.04 (m, J=6.7 Hz, 1H), 2.15 (s,



6H), 2.56 (d, J-5.6 Hz, 2H), 6.17 (s, 1H), 6.53 (s, 2H), 6.94-6.96 (m, 1H), 7.01 (s, 1H), 8.35 (d, J/=5.6 Hz,
1H); "C-NMR (CDCl,, 100 MHz) 12.9, 20.9, 22.5, 29.5, 47.7, 70.0, 118.2, 120.4, 120.7, 131.5, 138.8,
149.1, 153.3, 155.6, 161.5; HRMS (CI) calculated for C,,H,;NO,Si 442.3141, found 442.3120 (MH").
[2,6-Dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-(2-ethyl-pyridin-4-yl)-methanol,  (3b).  This
compound was synthesized in 63% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and
2-isobutyl-isonicotinonitrile following the protocol used to prepare 3a. 'H-NMR (CDCI,, 400 MHz) &
1.11 (d, J=8.0 Hz, 18H), 1.19-1.28 (m, 6H), 2.17 (s, 6H), 2.78 (q, J/=8.0 Hz, 2H), 6.19 (s, 1H), 6.55 (s,
2H), 6.98-7.01 (m, 1H), 7.14 (s, 1H), 8.3 (d, J=4.0 Hz, 1H); "C NMR (CDCl;, 100 MHz) & 13.0, 18.2,
209, 70.2, 118.5, 119.3, 120.8, 131.4, 131.5, 138.8, 148.6, 155.8, 163.4; HRMS (CI) calculated for
C,sH;,NO,Si (MH) 413.2985, found 413.2740.
[2,6-Dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-(2-isopropyl-pyridin-4-yl)-methanol, (3c). This
compound was synthesized in 68% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and
2-isopropyl-isonicotinonitrile following the protocol used to prepare 3a. 'H-NMR (CDCl,, 400 MHz) &
1.04 (d, J=6.9 Hz, 18H), 1.18 (heptet, J=7.1 Hz, 3H), 1.35-1.42 (m, 6H), 2.13 (s, 6H), 3.60 (heptet, J=7.6
Hz, 1H), 6.33 (s, 1H), 6.53 (s, 2H), 7.44 (d, J=6.3 Hz, 1H), 7.70 (s, 1H), 8.35 (d, J=6.1 Hz, 1H); "C-NMR
(CDCl,, 100 MHz) 8 12.6, 21.0,22.2,329, 69.7,120.9, 121.0, 121.5, 130.2, 138.7, 139.7, 156.3, 162.2,

166.6; HRMS (CI) calculated for C,.H,,NO,Si 427.2907, found 428.2978 (MH").

(2-tert-Butyl-pyridin-4-yl)-[2,6-Dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-methanol, (3d). This
compound was synthesized in 66% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and
2-tert-butyl-isonicotinonitrile following the protocol used to prepare 3a. 'H-NMR (CDCl,, 400 MHz) &
1.09 (d,J=7.2 Hz, 18H), 1.23 (heptet, J=6.8 Hz, 3H), 1.31 (s, 9H), 2.16 (s, 6H), 6.17 (s, 1H), 6.55 (s, 2H),
6.90-6.91 (m, 1H) 7.33 (s, 1H), 8.35 (d, J=5.1 Hz, 1H); "C-NMR (CDCl,, 100 MHz) § 12.9, 20.9, 30.4,
375, 70.1, 1163, 118.1, 120.7, 131.7, 138.7, 148.4, 153.2, 155.5, 169.3; HRMS (CI) calculated for

C,.H,;NO,Si 442 3141, found 442.3130(MH").



[2,6-Dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-(2-propyl-pyridin-4-yl)-methanol, (3e). This
compound was synthesized from in 66% yield (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and
2-propyl-isonicotinonitrile following the protocol used to prepare 3a. 'H-NMR (CDCI,, 400 MHz) & 0.88
(t, J/=7.4 Hz, 3H), 1.10 (d, J=7.2 Hz, 18H), 1.23 (heptet, J/=7.5 Hz, 3H), 1.67 (sextet, J/=7.5 Hz, 2H), 2.15
(s, 6H), 2.66 (t, J/=7.5 Hz, 2H), 6.17 (s, 1H), 6.54 (s, 2H), 6.94 (d, J=5.1 Hz, 1H), 7.01 (s, 1H), 8.24 (d,
J=5.2Hz, 1H); "C-NMR (CDCl,, 100 MHz) 8 12.9, 18.1, 20.8, 23.3, 69.6, 118.4, 119.9, 120.6, 131.8,
138.7, 148.7, 153.9, 155.5, 162.1; HRMS (CI) calculated for C,;H,;NO,Si 427.2907, found 428.2969

(MH").

(2,6-Diisopropyl-pyridin-4-yl)-[2,6-dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-methanol, (3f).
This compound was synthesized in 65% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane
and 2-diisopropyl-isonicotinonitrile following the protocol used to prepare 3a. 'H-NMR (CDCl;, 400
MHz) & 1.11 (d, J=7.1 Hz, 18H), 1.18-1.27 (m, 15H), 2.16 (s, 6H), 3.0 (heptet, /=6.9 Hz, 2H), 6.17 (s,
1H), 6.56 (s, 2H), 6.89 (s, 2H), "C-NMR (CDCl,, 100 MHz) § 12.9,21.0, 22.8, 36.4,70.1, 114.5, 120.6,

132.1,138.8, 153.7, 155 .4, 166.6; HRMS (CI) calculated for C,,H,;NO,Si 469.3376, found 467.3353(M").

4-(2-Isobutyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenol, (4a). Zinc (780 mg, 12 mmol) was added to a
solution of 3a (530 mg, 1.2 mmol) in formic acid (3.6 mL). The mixture was vigorously stirred under
reflux over night and then filtered. The filter cake was washed with formic acid and the filtrate was
concentrated under reduced pressure. The residue was taken up in H,O (2 mL) and the pH was adjusted
to 9 with saturated Na,CO,. The solution was extracted with EtOAc (3x2mL), dried over MgSO,,
filtered, and concentrated under reduced pressure to give 4a (216 mg, 0.9 mmol, 75%). '"H-NMR (CDCl,,
400 MHz) 6 0.88 (d, J=6.6 Hz, 6H), 2.03 (m, J=6.5 Hz, 1H), 2.13 (s, 6H), 2.60 (d, J=7.2 Hz, 2H), 3.94 (s,
1H), 6.60 (s, 2H), 6.78-6.8 (m, 2H), 8.3 (d, J=5.1 Hz, 1H); "C-NMR (CDCl;, 100 MHz) § 20.5, 22.6,
29.5,34.047.2,115.5,121.0, 123.5, 126.7, 138.6, 148.7, 150.7, 155.2, 161.4; HRMS (CI) calculated for

C,sH,;NO (M) 269.1780, found 269.1773.



4-(2-Ethyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenol, (4b). This compound was synthesized in 64%
yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and 2-isobutyl-isonicotinonitrile
following the protocol used to prepare 4a. 'H NMR (CDCl,, 400 MHz) & 1.25 (t, J=8.4 Hz, 3H), 2.14 (s,
6H), 2.77 (q, J/=8.0 Hz, 2H), 3.94 (s, 1H), 6.60 (s, 2H), 6.76 (d, J/=5.6 Hz, 1H), 6.87 (s, 1H), 8.3 (d, J/=5.2
Hz, 1H); "C NMR (CDCl;, 100 MHz) § 14.3, 20.5, 30.9, 34.3, 115.5, 119.6, 120.8, 126.2, 138.6, 148.8,
151.5, 157.6, 163.8; HRMS (CI) calculated for C,(H,,NO 241.1467, found 241.1477(M").

4-(2-Isopropyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenol, (4c). This compound was synthesized in
69% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and 2-isopropyl-isonicotinonitrile
following the protocol used to prepare 4a. 'H-NMR (CDCl,, 400 MHz) & 1.26 (d, J=6.9 Hz, 6H), 2.15 (s,
6H), 3.01 (heptet, /=6.9 Hz, 1H), 3.94 (s, 2H), 6.59 (s, 2H), 6.72 (d, J=4.4, 1H), 6.9 (s, 1H), 8.3 (d, J=5.1
Hz, 1H); "C-NMR (CDCl,, 100 MHz) § 20.5, 22.8, 34.1, 36.1, 115.3, 120.6, 120.9, 126.9, 138.8, 148.7,
150.9, 154.8, 167.2; HRMS (CI) calculated for C,;H,;NO (M) 255.1623, found 255.1632.

4-(2-tert-Butyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenol, (4d). This compound was synthesized in
60% yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and 2-tert-butyl-isonicotinonitrile
following the protocol used to prepare 4a. 'H-NMR (CDCI,, 400 MHz) & 1.34 (s, 9H), 2.14 (s, 6H), 3.95
(s, 2H), 6.60 (s, 2H), 6.68 (s, 1H), 7.12 (s, 1H), 8.37 (s, 1H); "C-NMR (CDCl,, 100 MHz) § 20.5, 30 4,
343, 374, 1153, 119.3, 1204, 127.0, 138.8, 148.6, 150.6, 154.9, 169.1; HRMS (CI) calculated for
C,sH,;NO (M) 269.1780, found 269.1783.

3,5-Dimethyl-4-(2-propyl-pyridin-4-ylmethyl)-phenol, (4e). This compound was synthesized in 66%
yield from (4-bromo-3, 5-dimethyl-phenoxy)-triisopropyl-silane and 2-propyl-isonicotinonitrile following
the protocol used to prepare 4a. 'H NMR (CDCl;, 400 MHz) & 0.8 (m, 3H), 1.6 (hextet, J/=7.4 Hz, 2H),
2.1 (s, 6H), 2.6 (triplet, J/=7.2 Hz, 2H), 3.9 (s, 2H), 6.6 (s, 2H), 6.7 (dd, J=1.2 Hz, J=5.1 Hz, 1H), 6.8 (s,
1H), 8.3 (d, J=5.2Hz, 1H); "C NMR (CDCl;, 100 MHz), § 12.2, 20.4, 22.9, 35.2, 494, 115.4, 121.0,
122.6, 127.1, 138.6, 148.8, 151.2, 155.3, 165.2; HRMS (CI) calculated for C,;H,;NO (M) 255.1623,

found 255.1596 (M").



4-(2,6-Diisopropyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenol, (4f). This compound was synthesized
in 61% yield from (4-bromo-3, S5-dimethyl-phenoxy)-triisopropyl-silane and 2-diisopropyl-
isonicotinonitrile following the protocol used to prepare 4a. 'H-NMR (CDCl,, 400 MHz) 6 1.21-1.29 (m,
12H), 2.2 (s, 6H), 2.92 (heptet, J=6.6 Hz, 2H), 3.9 (s, 2H), 6.46-6.61 (m, 4H); "C-NMR (CDCl,, 100
MHz) 6 20.5, 22.6, 29.5, 34.1, 113.5, 114.2, 1155, 1164, 117.5, 139.6, 154.6, 166.1; HRMS (CI)
calculated for C,,H,,NO (M) 297.2093, found 297.2090.

[4-(2-Isobutyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid, (QH10). To cesium
carbonate (5.72 g, 17.6 mmol) and 4a (941 mg, 3.5 mmol) in 27 mL of DMF was added bromo-acetic
acid benzyl ester (1.0 g, 4.4 mmol). The reaction mixture was stirred for 30 min at room temperature,
poured into 35 mL of cold 1N HCl, and extracted with ethyl acetate. The combined organic portions were
dried (MgSO,) and evaporated under reduced pressure to yield crude product. To the above ester (842.3
mg, 2.02 mmol) in 16 mL of methanol was added 11 mL of IN NaOH. The reaction mixture was stirred
for 3 h, then acidified with 12 mL of 2N HCI, and extracted with ethyl acetate (3x30mL). The combined
organic layer was dried (MgSO,) and evaporated under reduced pressure to give QH10 (612 mg, 1.79
mmol, 89%) as oil. 'H NMR (CDCl,, 400 MHz) 6 0.86 (d, J=6.6 Hz, 6H), 1.9 (heptet, J=7.1 Hz, 1H), 2.13
(s, 6H), 2.66 (d, J/=7.2 Hz, 2H), 3.99 (s, 2H), 4.64 (s, 2H), 6.68 (s, 2H), 6.88 (s, 1H), 6.92 (s, 1H), 8.45 (d,
J=4.9 Hz, 1H); "C NMR (CDCl,, 100 MHz) 14.4,20.7,22.5,34.6,44.9,69.3,114.7, 121.5, 122.0, 126.7,
138.5, 146.3, 155.5, 157.2, 164.9, 179.1; HRMS (CI) calculated for C,,H,sNO, (MH") 299.1521 found
299.1514.

[4-(2-Ethyl -pyridin-4-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid, (QH11). This compound was
synthesized from 3,5-dimethyl-4- (2-isobutyl-pyridin-4-ylmethyl)-phenol following the protocol used to
prepare QH10. '"H NMR (CDCl,, 400 MHz) & 'H 1.2-1.3 (m, 3H), 2.12 (s, 6H), 2.71-2.91 (m, 2H), 3.97
(s, 2H), 4.57 (s, 2H), 6.67 (s, 2H), 6.87 (s, 1H), 6.96 (broad s, 1H), 8.41 (s, 1H); °C NMR (CDCl,, 100
MHz) 20.7, 28.3, 29.7, 34.7, 67.1, 114.7, 118.1, 121.6, 123.4, 127.0, 138.5, 156.9, 161.1, 162.8, 188.0;

HRMS (CI) calculated for C,,H,sNO (M) 299.1521, found 298.1443 (M-H").



[4-(2-Isopropyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid, (QH13). This compound
was synthesized in 93% yield from 3,5-dimethyl-4- (2-isopropyl-pyridin-4-ylmethyl)-phenol following
the protocol used to prepare QH10. 'H-NMR (CDCl,, 400 MHz) & 1.20 (d, J=6.9 Hz, 6H), 2.10 (s, 6H),
3.21 (heptet, J=6.9 Hz, 1H), 4.01 (s, 2H), 4.62 (s, 2H), 6.68 (s, 2H), 6.85 (d, J=5.2 Hz, 1H), 7.06 (s, 1H),
8.45 (d, J=4.9 Hz, 1H); "C-NMR (CDCl,, 100 MHz), § 20.7, 22.6, 34.5,34.8, 60.1, 114.7, 121.2, 121.7,
126.9, 138.5, 146.3, 154.2, 157.1, 165.5, 171.1; HRMS (CI) calculated for C,,H,;NO; (M) 313.1638

found 313.1680.

[4-(2-tert-butyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid QH14. This compound was
synthesized in 93% yield from 3,5-dimethyl-4- (2-tert-butyl-pyridin-4-ylmethyl)-phenol following the
protocol used to prepare QH10. 'H-NMR (CDCl,, 400 MHz) § 1.53 (s, 9H), 2.16 (s, 6H), 4.16 (s, 2H),
4.67 (s, 2H), 6.69 (s, 2H), 7.09 (s, 1H), 7.45 (s, 1H), 8.78 (s, 1H), "C-NMR (CDCl,, 100 MHz), § 20.7,
299,345, 37.2,65.7,114.6, 120.2, 121.1, 127.2, 138.5, 146.7, 153.9, 156.8, 167.1, 173.2; HRMS (CI)

calculated for C,,H,sNO, (M) 327.1831 found 327.1825.

[3,5-Dimethyl-4-(2-propyl-pyridin-4-ylmethyl)-phenoxy]-acetic acid, (QH1S). This compound was
synthesized in 94% yield from 3,5-dimethyl-4- (2-propyl-pyridin-4-ylmethyl)-phenol following the
protocol used to prepare QH10. 'H-NMR (CDCl,, 250 MHz) & 0.98 (t, J/=7.3 Hz, 3H), 1.6-1.7 (m, 2H),
2.40 (s, 6H), 2.83 (t, J=7.5 Hz, 2H), 3.75 (s, 2H), 4.7 (s, 2H), 6.6 (s, 2H), 7.27 (s, 2H), 8.7 (s, 1H); “C-
NMR (CDCl,, 100 MHz) § 12.8, 18.0, 26.1, 26.7, 32.9, 46.6, 118.7, 119.2, 119.3, 132.5, 136.0, 145.5,
149.8,156.2, 167.5, 177.7; HRMS (CI) calculated for C,,H,sNO (M) 313.1678, found 313.1681(M").

[4-(2,6-Diisopropyl-pyridin-4-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid, (QHI16). This
compound was synthesized in 94% yield from 3,5-dimethyl-4- (2-diisopropyl-pyridin-4-ylmethyl)-phenol
following the protocol used to prepare QH10. 'H-NMR (CDCl,, 400 MHz) § 1.2-1.3(m, 12H), 2.38 (s,
6H), 3.07 (heptet, J=6.7 Hz, 2H), 3.78 (s, 2H), 4.68 (s, 2H), 6.58 (s, 2H), 7.18 (s, 2H); "C-NMR (CDCl,,
100 MHz) 20.5, 22.8, 34.2, 36.2, 66.8, 115.3, 120.6, 121.0, 126.9, 138.8, 148.8, 151.0, 154.9, 167.2,

179.1; HRMS (CI) calculated for C,,H,,NO, (M) 355.2147 found 354.2055(M-H").



(4-Benzoimidazol-1-ylmethyl-3,5-dimethyl-phenoxy)-acetic acid, QH17. QH17 was made from 4-
Bromomethyl-3,5-dimethyl-phenoxy)-triisopropyl-silane: To a solution of 2,6-dimethyl-4-(triisopropyl-
silanyloxy)-benzaldehyde (250mg, 0.8 mmol) in 2.5 mL ethanol was added NaBH, (80mg, 2.1 mmol).
After stirring for 2 hr at room temperature, the reaction mixture was quenched with 3 mL of water, and
then diluted with 7 mL of ether. The organic portion was dried (MgSQO,), filtered and evaporated under
reduced pressure to give crude [2,6-dimethyl-4-(triisopropyl-silanyloxy)-phenyl]-methanol. To the crude
alcohol in 2.5 mL of dry ether was added pyridine (15 uL) and PBr; (95 uL). The reaction mixture was
stirred at room temperature for 3 hrs and then diluted with 3 mL of ether and washed with 2 mL of water
and 3x2 mL of brine. The organic portion was dried (MgSQ,), filtered and evaporated under reduced
pressure to give 4-Bromomethyl-3,5-dimethyl-phenoxy)-triisopropyl-silane. The compound was not

stable to storage and therefore was directly used in next reaction without any purification.

To a solution of (4-bromomethyl-3,5-dimethyl-phenoxy)-triisopropyl-silane (50 mg, 0.2 mmol), NaH (8
mg, 0.3 mmol) in 0.8 mL of THF was a 1H-Benzoimidazole (23 mg, 0.2 mmol). After stirring for 2 hr at
room temperature, the reaction mixture was diluted with 5 mL of ether and washed with 2 mL of water
and 3x2 mL of brine. The organic portion was dried (MgSQ,), filtered and evaporated under reduced
pressure to give 4-Benzoimidazol-1-ylmethyl-3,5-dimethyl-phenol, which was carried to the next step. To
a solution of cesium carbonate (150 mg, 0.5 mmol) and 4-Benzoimidazol-1-ylmethyl-3,5-dimethyl-
phenol (10.0 mg, 0.04 mmol) in 1.0 mL of DMF was added ethyl bromoacetate (85mg, 0.06 mmol). The
reaction mixture was stirred for 30 min at room temperature, poured into 0.5 mL of cold IN HCI, and
extracted with ethyl acetate. The combined organic portions were dried (MgSO,) and evaporated to yield
crude (4-benzoimidazol-1-ylmethyl-3,5-dimethyl-phenoxy)-acetic acid ethyl ester. To this ester in 0.2
mL of methanol was added 0.2 mL of 1N NaOH. The reaction mixture was stirred for 3 h, then acidified
with 0.3 mL of 2N HCI, and extracted with ethyl acetate (Ix1 mL). The combined organic layer was
dried (MgSO,) and evaporated under reduced pressure and the residue was purfied by flash

chromatography (reverse phase silica gel, 10%MeOH/H,0) to give QH17 (4.5 mg, 0.02 mmol, 71%).



'H-NMR (CDCl,, 400 MHz) 8 2.2 (s, 6H), 4.6 (s, 2H), 5.2 (s, 2H), 6.6 (s, 2H), 7.35-7.36 (m, 4H), 8.4 (s,
1H), "C NMR (CDCl,, 100 MHz), § 20.7, 34.3, 67.5, 114.5, 119.0, 128.6, 128.8, 135.5, 138.8, 148.8,

156.3, 169.2; HRMS (CI) calculated for CiH ,;N,O; 310.1317, found 309.1245 (M-H").

[4-(2-Isopropyl-imidazol-1-ylmethyl)-3,5-dimethyl-phenoxy]-acetic acid, QH18. This compound was
prepared in 74% yield from 11 following the protocol for QH17. 'H-NMR § 1.3 (d, J=8.6 Hz, 6H), 2.4
(s, 6H), 3.0 (heptet, J=8.1 Hz, 1H), 4.7 (s, 2H), 6.6 (s, 2H), 7.2 (s, 2H); °C NMR (CDCl,) & 20.7, 22.7,

34.1,36.2,67.1,114.4, 120.7, 128.7, 138.7, 1354, 149.9, 156.3, 169.2; MS (CI) found 302.1 (M").



2a.

Current Data Parameters
EXPNO 223
PROCNO 2
X F2 - Acquisition Parameters
Date_ 0424
= e e o L N e e G L R R IR Eomct
S FEBIRNNNNN B AT e e e SO PROBKO 5 mm ONP 1H
T Tt PULPRO jvert
65536
SOLVENT coc13
s 7071
0s 0
SWH 27173.912 Hz
FIDRES 0.414641 Hz
A 1.2059124 sec
A6 2048
oW 18.400 usec
DE 4.50 usec
TE 300.0 K
01 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL 1 ====
g 10.50 usec
21.00 usec
PL1 0.00 d8
SFo1 1006242995 Mz
=ssssssszsss CHANNEL f2 =esssssssssse
CPOPAG2 waltz16
Nuc2 1H
PCPD2 95.00 usec
PL2 120.00 dB
PLI2 18.00 68
SF02 400.1320007 MHz
f F2 - Processing parameters
SI 16384
l SF 400.1300170 MHz
OW no
s58 0
L8 0.00 Hz
68 0
pC 1.00
g g K a 8 |3 2 1D NWR plot parameters
g S & S ] & 8 o 20.00 cm
s - < o al |- © F1P . 11.946 ppm
F1 4780.07 Hz
FoP -2.031 ppm
T T T T T T T F2 -812.77 Wz
ppm 10 8 4 2 0 PPMCM 0.69888 - ‘cm
HZCH 279.64203  p
Current Data Parameters
NAME MGHIT.
EXPNO 167
PROCNO 5
. F2 - Acquisition Parameters
Date_ 20030201
- “swo ~omle Y RY9zQ Tine 15.44
- 8 3 3 8858 3858 & Sac86 INSTRUM W:ne::
g g g @ g9 ggee RREE 3 888NN T e
e T T T 6553
' \ ‘ ‘ \l / W z \ SOLVENT coc13
NS 3395
0s 0
SHH 27173.912 Hz
FIDRES 0.414641 Hz
AQ 1.2059124 sec
G
W 18.400 usec
DE 4.50 usec
TE 300.0 K
01 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
. 13C
10.50 usec
21.00 usec
Il - PLL .
‘ I SFO1 100.6242995 Mz
CPOPRG2 waltz16
Nuc2 1H
PCPD2 95.00 usec
PL2 120.00 d8
PLI2 18.00 dB
SF02 400.1320007 MHz
F2 - Processing parameters
ST 32768
SF 100.6127526 MHz
WOW EM
S8 0
8 1.00 Hz
8 0
PC 1.00
1D NMR plot parameters
o 2 20.00 cm
FiP 250.000 ppm
F1 25153.19 Hz
F2p -20.042 ppm
2 -2016.49 Hz
= ' T T i 0 PRUCH 13.50241 - ‘cm
ppn 200 150 100 HICH 1358.48401 )



Current Data Parameters

NAME MGHIII
EXPNO 166
PROCNO 1
© ao ssmasae oo soayvnng I F2 - Acquisition Parameters
e 2 28 83582256 25 2SR 8 Date_ 20040331
L s f@ NNNNRRN @ o Eh e S Tine 13.42
i L | INSTRUM spect
‘ \/ \W \/ W ‘ PROBHD 5 mm GNP 1H
PULPROG 29
i) 32768
SOLVENT coc13
NS 16
PE AT 0
SH 5592.841 Hz
FIDRES 0.170680 Hz
A9 2.9295092 sec
RG 20
W 89.400 usec
0E 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1 ==
1H
9.00 usec
0.00 dB
SFO1 400. 1320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300136 MHz
[ WOW no
[ ] ” ,/ 558 0
LB 0.00 Hz
) D A | 58 0
PC 1.00
/ 1D NMR plot parameters
= /) A AN £ Q cX .00 cm
£ 2 1= Q2 S 1= Fip 11.946 ppm
2 S & 2 & = F1 4780.07 Hz
= Fop -1.031 ppm
F2 -412.53 Hz
- - T RARASRRAES T T 13} aa! PPMCM 0.64R86 ppm/cm
ppm 10 8 6 4 2 o HZCM 259.€ ) Hz/cm
Current Data Parameters
NAME MGHIV
EXPNO 52
PROCNO 3
m I @ o © @ =m o o F2 - Acquisiti
g BRE B i s
= 8 8 8 ¢ &2 RRR s i Tine 11.50
INSTRUM spect
! ] PROBHD 5 mm GNP 1H
PULPROG 29
0 32768
SOLVENT coc13
NS 16
- 0s 0
SWH 5592.841
FIDRES 0.170680
AQ 2.9295092
RG 20
OW 89.400
DE 4.50
TE 300.0
D1 5.00000000
1 1 CHANNEL f1
i NUC1 1H
P1 9.00
PL1 i
SFO1 400.1320007
F2 - Processing paramete
SI 32768
SF 100.6127526
WOW EM
Ss8 0
LB 1.00
6B 0
PC 1.00
1D NMR plot parameters
CX 20.00
FAP 225.000
F1 22637.87
F2p -20.277
S : : F2 -2040.08
SESAAA R RAaant T T T - aaaa T
A 5 150 100 50 5 PPMCM 12.26383

HZCM 1233.¢ 3



2d.

Current Data Parameters

NAME MGHIII
EXPNO 233
PROCNO 3
o C2BINLATIDLS 5 2 DND F2 - Acquisition Parameters
g 8 88RARNRRNEIER by & 288 Date_ 20040806
< S SEBENNNNNRKN 5 - B Tine 13.29
T INSTRUM spect
| \l/ \\ % | ' w/ PROBHD 5 mm GNP 1H
PULPROG 29
i) 32768
SOLVENT coc13
NS 16
0s 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
A8 2.9295092 sec
RG 20
DW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1
NUC1 1H
P1 9.00 usec
PL1 0.00 dB
SFO1 400.1320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300170 MHz
HOHW no
{ f [ 558 0
L8 0.00 Hz
fi Jiad} L = o
PC 1.00
1D NMR plot parameters
e o 9 sly o [ 20.00 cm
& 2 8 =k 2 F1p 11.946 ppm
H 2 2 2 # F1 4780.07 Hz
Fop -1.031 ppm
F2 -412.53 Hz
aasasaasares e RaRaa TTTPPMCM 0.64886 ppn/cm
pem g g 9 HZCM 269.6 3 Hz/cm
Current Data Parameters
NAME MGHITT
EXPNO 233
PROCNO 2
o § E 5 E E § E ﬁ § 5 3 § S ;:t; ACQUiS)l]O;ozi;;g:tel‘S
S o < S o o~ NN o ~Nogg T
o ~ B I LRt NI LR RN Time 13.29
I T T Yo INSTRUM spect
‘ ‘ ’ | v W \ \V PROBHD 5 nm GNP 1H
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
3 0s 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
RG 20
DW 89.400 usec
0E 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1
T T I T "
9.00 usec
0.00 dB
SFO1 400.1320007 MHz
F2 - Processing parameters
sI 32768
SF 100.6127534 MHz
HWOH EM
38 0
L8 1.00 Hz
8 0
PC 1.00
1D NMR plot parameters
X 20.00 cm
FiP 249.799 ppm
F1 . 25133.00 Hz
FoP -20.285 ppm
F2 -2040.91 Hz
T T T T PPMCH 13.50421 ppn/cm
oS! Gl = 100 29 HzeM 1358.6 3 Hz/cm




Current Data Parameters

NAME MGHIV
EXPNO 77
PROCNO 4
~ DN DODOT - CTOORNWTANTTOON =3 - i
2 2 gp@eeezsz §82R2s83728% 8 e
g e RRRRAGLES nEeBesd8RRsad 8 =
S CODDNNNNN . B R e - ™ Time 17.13
T . | INSTRUM spect
| \W \V \V V \V ‘ PROBKD 5 om oW 1
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
. Ds 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
A6 20
K 89.400 usec
0E 4.50 usec
TE 300.0 K
D1 5.00000000 sec
==mmms=mz=x CHANNEL f1 ========:
NUCH 1H
Pt 9.00 usec
PLY 0.00 dB
SFO1 400. 1320007 MHz
F2 - Processing parameters
sI
SF 400.1300170 MHz
Y WOW no
£ 558 0
1 8 0.00 Hz
B 0
PC 1.00
1D NMR plot parameters
= o 2 | o = N X 20.00 cm
& g = 8IS 2 2 S F1P 11.946 ppm
= & & 22 b = & Fi s # 4780.07 Hz
Fop -1.031 ppm
F2 -412.53 Hz
T T T T T T PPMCM 0.64886 ppm/cm
pgm 10 8 3 ] 2 9 HZoM 259.6 ) Hz/cm
X Do Lt IR <o) Fep -1.031 ppm
F2 -412.53 Hz
aaaaaeaa Raananneanies e T T TTTPPMCM 0.64886 ppn/cn
pom 10 8 6 4 2 ) HZCM 269.€ 3 Hz/cm
Current Data Parameters
NAME MGHIV
EXPNO 77
PROCNO 10
o o by 8y 3 2 5 F2 - Acquisition Parameters
£ o e o T 3 s 3 Date_ 20040623
= 8 823 82 3 BV Time 17.13
% T v INSTRUM spect
‘ ‘ ' ‘ \ / ‘ [ ‘ PROBD S mn NPt
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
% oS [
SHH 5502.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
RG 20
W 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1
NUCt 1H
P1 9.00 usec
PLY 0.00 d8
SFO1 400. 1320007 MHz
F2 - Processing parameters
sI 32768
SF 100.6128040 MHz
HOH EM
558 [
L8 1.00 Hz
68 0
PC 1.00
1D NMR plot parameters
20.00 cm
F1P 225.000 ppm
F1 . 22637.88 Hz
Fop -20.788 ppm
F2 -2091.49 Hz
T T T T T PPMCM 12.28938 ppm/cn

ppm 2 150 100 50 0 HZCM 1236.¢ Hz/cm



2f.

Current Data Parameters

se

usec
usec

usec

NAME MGHIV
EXPNO 163
PROCNO 1
= < E E § %r g g F2 - Acquisition Parameters
g 3 8 82g o Date_ 0041215
s ~ @@ - Tine 12.43
INSTRUM spect.
W v PROBHD  5nm GNP 1H
PULPROG 29
32768
SOLVENT coc13
NS 10
0s 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9205092 sec
RG 20
oW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
= CHANNEL f{ ========
H
9.00 usec
0.00 dB
400.1320007 MHz
F2 - Processing parameters
s1 6384
SF 4001300170 MHz
/ WOW no
558 0
i L8 0.00 Hz
GB 0
PC 1.00
1D NMR plot parameters
- ~ < A o [ 20.00 cm
H 3 S S N F1P 11.000 ppm
i s o o o F1 4401.43 Hz
Fop 031 ppm
- F2 -412.53 Hz
o 7 TPPMCM 0.60455 ppm/cm
HZCM 240.€ ) Hz/cm
|
| IV- 163 AMX360 C-13 NMR GNP Probe Solvent CDC13
|
| Current Data Parameters
by NAME MGHIV
= [y g > & EXPNO 163
= ~ < o] < © PROCNO 1
g8 & @ © o o
£ o I o S F2 - Acquisition Parameters
Date_ 20041217
Time
INSTRUM spect
{ PROBHD 5 mm GNP 1H
PULPROG jmod
[ 65536
SOLVENT coc13
| - NS 4580
0s 0
SHH 22623.701
‘ FIDRES 0.345210
A 1.4483898
| 6 16384
OH 22.101
3 31.57
| TE 300.0
Pt 8.30
onsT2 150.0000000
CNST11 1.0000000
020 0.0066667
s2 18
HL1 3
| 01 6.00000000
T ¥ CPOPRG waltz16
P31 100.00
| 013 0.0000040
{ P2 16.6
sFo1 90.5648750
NUCLEUS 13C
F2 - Processing paranete
SI 32768
SF 90.5557479
WOW EM
ss8 0
8 1.00
8 0
P 1.40
1D NMR plot parameters
| X 20.00
¢ Fip 225.000
| F1 20375.04
| F2p -24.127
T T T T T T T T T o g
| ppn 200 175 150 125 100 75 150 ] i s



ppm

Current Data Parameters

Integral

NAME MQHITI
EXPNO 225
PROCNO 2
RO F 0@ QLS a0y @g 0 R oigigike - Acquisition Parems ters
B888amNRIRNIRSE5885 83 Shate 20040416
AN mAn A s e — oo o oline 14.14
] INSTRUM spect
\/ \\W/ &‘X&N |%// PROBD 5 m oW 14
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
el 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
G 20
oW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
Pt 9.00 usec
L1 0.00 d8
SFO1 400.1320007 MHz
F2 - Processing parameters
s1 16384
SF 400.1300170 MHz
] WOW no
ss8 0
{ b LB 0.00 Hz
8 0
PC 1.00
1D NMR plot parameters
m|o]m 20.00 cm
8 8|8 |2 gl gz 33|38 FAP2 s 10.000 ppm
- ] D P I < |o|= olo|o F1 4001.30 Hz
i F2P -1.000 ppm
F2 -400.13 Hz
T T T T PPMCM 0.55100 ppm/cm
s 4 2 Q HZCM 220.C ) Hz/cm
Current Data Parameters
NAME MGHIII
EXPNO 225
5 PROCNO 3
v Fi
RO e e e = LS g © Ioe oMY 2 - Acquisition Parameters
s v & BB GEIY 5858 X BEBEes Date_ 20040416
2 8 e 8 3882 RRE3 5 FIIRY Time 14.14
7 ' INSTRUM spect
‘ ‘ ‘ ‘ ‘ / W / | \\/// PROBHD 5mm GNP 1H
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
S s 4
SWH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
A6 20
oW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
L CHANNEL f1
I T '[ NUC1
P1 9.00 usec
PL1 0.00 dB
SFO1 400. 1320007 MHz
F2 - Processing parameters
ST 32768
SF 100.6127501 MHz
HOW M
S8 0
L8 1.00 Hz
8 0
PC 1.00
1D NMR plot parameters
[ 20.00 cm
F1P 200.000 ppm
F1 . 20122.55 Hz
Fep -20.252 ppm
F2 -2037.59 Hz
2 T T PPMCM 11.07°39 ppm/cm

20 o 0 HzZCM 1108.C ) Hz/cm



3b.

Current Data Parameters

IV-55  AMX360 proton NMR GNP probe Ve ey
EXPNO 55
PROCNO 3
F2 - Acquisition Parameter
a Date_ 20040404
s Sgxou o oRNmTNR@QOOOOCoNNaAMuUS S Time 9.33
e a® S8&1B < RREJISAIVIIIIRIC-S 3338
g s iRde @ PR oot e o e e o DSTHY Spect
R PROBHD 5 mm GNP 1H
PULPROG 29
0 32768
SOLVENT CDC13
NS 24
0s 0
SWH 5045.411 Hz
~/ FIDRES 0.153974 Hz
AQ 3.2475071 se
RG 1024
OW 99.100 us
DE 141.57 us
TE 300.0 K
HL1 1 dB
D1 3.00000000 se
P1 9.00 us
= SFO1 360.1358091 MH
E \— NUCLEUS 1H
F2 - Processing parameters
SI 16384
SF 360.1339835 MH
WOW no
SSB 0
LB 0.00 Hz
GB 0
pC 4.00
k i i
X K | 1D NMR plot parameters
cX 20.00 cm
F1P 10.000 pp
3 ~ F1 3601.34 Hz
R F2P -1.936 pp
H 8 2/8| IR| [ S 3 8|8 F2 ~697.09 Hz
g = EIREIS - 15 2 PPMCM 0.59678 pp
3 55 SERENS e St HZCM 214.92159 Hz
r T s T T T
ppm 8 6 4 0
) ) )
IV-55  AMX3860 C-13 NMR GNP Probe
Current Data Paraneters
NAME MGHIV
o g o sTtooeana ognn LooougAUn =
. 8 88 III3RERS PN EEBBSEREG3 EXPNO 55
= i O Tl de o ARSI ORCY PROCNO 2
g o8O BoCSTTD NS dnNgSSaT
S 8B ¢ B358CES RRRR IEGERRIQEIT
TR T TR F2 - Acquisition Parameters
Date_ 20040404
Tine 7.20
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG jmod.sb
i) 65536
SOLVENT coc13
NS 4432
> 2 0s o
SHH 21834.061 Hz
FIDRES 0.333161 Hz
A 1.5008202 sec
> A6 16384
] 22.900 usec
3 28.62 usec
% < - TE 300.0 K
7 & P1 8.00 usec
£ cNsT2 145.0000000
= CNST11 1.0000000
bl = 5 I : 020 0.0068966 sec
cal HLt 13 88
T I il H _I_ o1 5.00000000 sec
— & CPOPAG waltz16
X P31 100.00 usec
3 013 0.0000040 sec
3 P2 16.0 usec
2 SFO1 90.5648644 MHz
NUCLEUS 13C
F2 - Processing parameters
s 65536
SF 90.5557369 MHz
WOW M
58 0
L8 1.00 Hz
{ 68 0
| eC 4.00
1D NMR plot parameters
cx 20.00 cn
F1P 221.214 ppn
F1 20032.18 Hz
| Fop -19.841 ppm
| F2 -1796.71 Hz
= T T T T PPMCM 12.05274 ppn/cn
ppm ) 150 100 \ 50 0 HZCM 1 Y44 z/cn



ppm

8.3650

8.3497
——0.0387
i 2008

=

Current Data Parameters
NAME MGHIIT

—— 5.4540

Integral
1.066
1.060
1.023
2.072
1.007

ppm

———166.568
———162.159
———156.298
__—139.720
T—138.694
———130.180
<121.041

120.905

11I-168 (pure) s 150
PROCNO 4
F2 - Acquisition Parameters
Dat 200;
R L e R LR R L A
S8 BRBES33R88TR0388YRRTIEBEI Jnine
S8 SmacSo88cgopnmNooRbRbERRDS
55 FC0BBH IRRRAANICTTASESS S B SnstAm
TT O MMM AN e o e = O o PROBHD Sam QW 1H
T PULPAOG jvert
65536
SOLVENT coc13
NS 6777
05 0
SHH 27473.912 H
FIORES 0.414641 Hz
AQ 1.2059124 sec
% A6 2048
oW 18.400 usec
3 4.50 usec
TE 4
o1 6.00000000 sec
o11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
10.50 usec
21.00 usec
PLY 0.00
SFO1 100.6242995 Mz
CHANNEL f2
waltz16
"
95.00 usec
120.00 08
PLI2 18.00
SF02 400.1320007 MHz
F2 - Processing paraneters
7L st 16384
SF 400.1300170 MHz
A i
no
ss8 0
8 0.00 Hz
68 o
PC 1.00
3 8 3(8|5 10 NVR plot parameters
H = Rk ox 20.00 cm
B o b I F1P 10.000 ppm
Fi 4001.30 Hz
Fop -1.03¢ ppn
- - . F2 -412.53 Hz
4 2 0 PPMCH 0.55155 pp
) HZCM 220.69171 H )
Current Data Paraneters
NAME MGHIIT
EXPNO 168
PROCNO 2
F2 - Acquisition Parameters
Bt o = Date_ 20030201
S33D 3 s} Tine 8.41
gl L e INSTRUM, spect
(S o ol PROBHD 5nm ONP 1H
PULPROG jvert
T 65536
SOLVENT coc13
NS 6777
0s 0
SHH 27173.912 Hz
FIORES 0.414641 Hz
A 1.2059124 sec
< A6 2048
on 18.400 usec
0E 4.50 usec
TE 300.0 K
01 6.00000000 sec
011 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
130
10.50 usec
21.00 usec
Lt 0.00 08
SFO1 100.6242995 Mz
== CHANNEL f2 ===
CPOPAG2 waltz16
nc2
PCPD2 95.00 usec
pL2 120.00 @B
pL12 i
sF02 400.1320007 MHz
F2 - Processing parameters
s
SF 100.6127501 Maz
WOK
558 o
8 1.00 Hz
8 0
rC 1.00
10 NMR plot paraneters
X 20.00 cn
F1P 200.000 ppm
F1 20122.55 Hz
Fap -20.042 ppm
. T - F2 -2016.49 Hz
100 50 0 PPMCH 11.00211 - ‘en

} HZCM 1106.95203



ppm
B.35427
8.34140
—6.18809
el 06707
1.23592
1.21748
1.09225

i
__—2.16029

Current Data Parameters
NAME MGHI.

EXPNO 237
PROCNO 1

F2 - Acquisition Parameters
a

0.985
0.976
0.981
1.999
0.988
0.921
6.000
9.071
3.085
18.073 7

Integral

o]

18.140 % Aot

ppm
———169,272.
—148:361
— 138 714
—==131.6566

77.548

77.230
~— 12,066

~——.70.080
-~ 37.546

——90.375
—— 20.909

"T-116.266

___—155.537
__—120.654

t
Tine
INSTRUM spect
PROBHD 5 mm Multinu
PULPAOG jvert
) 65536
SOLVENT coc13
NS 5767
0
SHH 27173.912 Hz
FIORES 0.414641 Hz
A 1.2059124 sec
RS 2048
oK 18.400 usec
3 4.50 usec
TE 300.0 K
o1 6.00000000 sec
011 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
L —
13
10.50 usec
21.00 usec
PLL 0.00 68
sFo1 1006242995 Mz
mmmmmmsz== CHANNEL f2 =
CPOPRG2 waltz16
Nuc2
PCPD2 95.00 usec
L2 120.00 0B
pLI2 18.00 dB
sF02 400.1320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300170 Mz
no
ss8 0
L8 0.00 Hz
68 0
e 1.00
1D NMR plot parameters
X 20.00 cn
F1P % 10.000 ppm
F1 4001.30 Hz
F2p -0.500 ppn
F2 -200.07 Hz
PPMCM 0.52500 /cn
HZCM 21008825

Current Data Parameters
MGHIT:

EXPNO.
PROCNO 2

F2 - Acquisition Parameters
Date_ 20040313

Time 9.39
INSTRUM spect.
PROBHD 5 mm Multinu
PULPROG jvert

il 65536
SOLVENT coc13

NS 5767

0s 0

ShH. 27173.912 Hz
FIORES 0.414641 Hz
A 1.2059124 sec
76 2048

oA 18.400 usec
3 4.50 usec
TE d

D1 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec

CHANNEL f1 ==
13¢

10.50 usec
P2 21.00 usec

PLL 0.00 08
SFO1 100.6242995 Mz

= CHANNEL 2 ==
waltzi6
1

95.00 usec
120.00 68
18.00 68

400.1320007 Mz

F2 - Processing parameters
s1 3271

SF 100.6127534 Miiz
WOW 1
ssB 0
8 1.00 Hz
8 0
pC 1.00

1D NMR plot paraneters
o 20.00

F1p ” 200.000 ppm
Fi 20122.55 Hz
F2p -20.285 ppm
F2 -2040.91 Hz
PPUCH 11.01424 © /em



3e.

Current Data Parameters
NAME MGHIV

EXPNO 93
PROCNO 3
. F2 - Acquisition Parameters
D Date. 20040626
on cwomax DO ON T UDOOVORNSORNO T MDD O
25 SRAD DS DN NODOIDNLRNIUNDOANSO U D Time 9.16
e 23 R ] DB AN ORN 2 PDI - NDIBRND o T
=4 o D0 MO O DOITMOIOINDMNOIAUNCODO DO O D INTAM spect
a (A ORI O RN D e D O T S Y0 OB e PAOBED) 5 an GNP 1H
©© Nooooo NN AN oo o oo o0 OO S S PUPRIG jvert
0 65536
SOLVENT coc13
NS 5812
oS 0
SHH 27173.912 Hz
FIDRES 0.414641 Hz
A 1.2059124 sec
. G 2048
OW 18.400 usec
0E 4.50 usec
TE 300.0 K
01 6.00000000 sec .
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
==ssssssssss CHANNEL f{ ===
NuCt 13C
Pt 10.50 usec
P2 21.00 usec
PLt 0.00 d8
SFO1 100.6242995 MHz
mmmmmmsmssss CHANNEL f2 ==sss==msssss
CPOPRG2 waltz16
NuC2 1H
PePD2 95.00 usec
L2 120.00 d8
PLI2 18.00 d8
SFo2 400.1320007 Mz
/ / F2 - Processing parameters
r /i f [ s 16384
SF 400.1300170 Mz
L - OH no
ssB 0
L8 0.00 Hz
68 0
PC 1.00
H 3 208 13| (S 28 (8] =8]8 10 NMR plot parameters
g I Ll o 8 O Loy Sl v G 1 Ol CA G X 20.00 cm
z i A o I had B = o, ol B bigd fond ] F1P - 10.000 ppm
F1 4001.30 Hz
F2P -1.031 ppm
T T T T T T T T T F2 -412.53 Hz
PPMCH 0.55155 - ‘cm
e 2 4 & 9 HZCH 220.69171 V
Current Data Parameters
GHIV
EXPNO 93
PROCNO 4
3 F2 - Acquisition Parameters
Date. 0040626
8383 - 2328328 28ER & $IRRITE Time 9.16
S o T S s B ORURLORO D, b ] bt SO INSTRUM spect
e IBBE BSIYIK2I2S RRRE ¢ &QRRRCU PROBHD 5 mm GNP 1H
88T S ONITTIT PUCPROE fvant
il 65536
SOLVENT coc13
NS 5812
0s 0
SHH 27173.912 Hz
FIORES 0.414641 Hz
A 1.2059124 sec
. A6 2048
oK 18.400 usec
DE 4.50 usec
€ 300.0 K
01 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
D20 0.00700000 sec
============ CHANNEL f1
NUCt 13C
2 P1 10.50 usec
| i J P2 21.00 usec
T ” ] I I r PLY 0.00 @8
SFO1 100.624295 MHz
PCPD2 95.00 usec
pL2 120.00 d8
pL12 18.00 d
sFo2 400.1320007 MHz
F2 - Processing parameters
s 32768
SF 100.6127534 MHz
WOW EM
SSB 0
L8 1.00 Hz
8 0
PC 1.00
1D NMR plot parameters
cx 00 cn
F1p ” 200.000 ppn
F1 20122.55 Hz
FaP -20.285 ppm
T T I T e -2040.91 Hz
ppm 150 100 50 0 PPMCH 11.01424 ~~~/cm

HZCM 1108.1731C =



Current Data Parameters

NAME MGHIV
EXPNO 166
PROCNO 3
2 o o ~ conwwoosBLW = i
- g g 3 5 SEIssERisgs e
g 5 & 8 2 853285888 2
a L % SHOE SOl N Uyt oy Time 21.46
B 4 S L e INSTAUM spect
| | ‘ ’ \ \N‘W/’ PROBHD 5 mm GNP 1H
PULPROG g
i) 32768
SOLVENT coc13
NS 11
L 08 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
76 20
OH 89.400 usec
0E 4.50 usec
TE 300.0 K
D1 5.00000000 sec
Pt 9.00 usec
PL1 0.00 @B
SFO1 400.1320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300170 MHz
HOW no
[l / 8 0
L8 0.00 Hz
1
GB 0
PC 1.00
1D NMR plot parameters
& o) () (<o A & A cx 20.00 cn
& 8|8 |8 8 s 5| F1p 10.000 ppm
2 NIRIRE a 6 1S F1 . 4001.30 Hz
5 Fop -1.031 ppm
F2 -412.53 Hz
r T T L5 ! T T PPMCM 0.55155 ppm/cm
Ll 2 o i 2 o HzeM 220.€ ) Hz/cm
MQHIV 166 2 /home/xdata/aghassan/nmr aghassan
g‘xv—ms AMX360 C-13 NMR QNP Probe
4 g &R §2 85 ~ o s 10
S 3= e e 5 g 33 3
3 88 52 5 & 3 S SRe &
] ¢ 83 88 8% s 8 s a
o e = e 8-, R 8 888 &
o | 30 P fon I I SEE
o
2 X
T el .
=
1
&
1

T T
200 150 100 50 . 0 [ppm]



4a.

Current Data Parameters

NAME MGHIV
EXPNO 74
PROCNO 5
58 28388 8 85358838 I3 38 F2 - Acquisition Parameters
s 83 £g82g g 2888388 BE E£8 Date_ 20040504
= < @ Noooo L) AddaddaaN oo s Time 16.26
INSTRUM spect
v ‘ \V/ ‘ w \V \/ v PROBHD 5 mm GNP 1H
PULPROG 2g
0 32768
SOLVENT coc13
NS 16
0s 0
ShH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
A6 20
DH 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1
1
9.00 usec
0.00 d8
SFO1 400..1320007 MHz
F2 - Processing parameters
s 16384
SF 400..4300170 MHz
WOW no
ss8 0
1 . L8 0.00 Hz
GB 0
PC 1.00
1D NMR plot parameters
s 2 e I S| (=l o X 20.00 cn
& S 813 & 3| |3 8 F1P 10.000 ppm
H 2 bl z 2l S a2 F1 4001.30 Hz
H - <o - P o <
Fop -1.031 ppn
F2 -412.53 Hz
r T T T T T PPMCM 0.55'55 ppm/cm
e 8 4 4 B 9 HzeM 220 ) Hz/em
IV-74 AMX360 C-13 NMA GNP Probe Solvent CDC13
Current Data Parameters
NAME MGHIV
g uoe 3 w8ss on 2 g2asg e =
- 8882 & g8zs R g 8288 o ;
g S wo® & ©o<w NN o N So oo
O SRopsal IO i a N F2 - Acquisition Parameters
Date_ 20040505
Time .53
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG jmod
m 65536
SOLVENT coc13
NS 4712
0s 0
SWH 22623.701 Hz
FIDRES 0.345210 Hz
AQ 1.4483898 sec
R6
OW 22.101 usec
DE 31.57 usec
TE 300.0 K
P 8.00 usec
CNST2 150.0000000
CNST11 1.0000000
020 0.0066667 sec
s2 20 d8
HL1 308
[T L | ‘ 01 6.00000000 sec
I CPOPRG waltz16
P31 100.00 usec
013 0.0000040 sec
P2 16.0 usec
SFO1 90.5648750 MHz
NUCLEUS
F2 - Processing parameters
SI 32768
s 90.5557424 MHz
WOW EM
sSB 0
L8 1.00 Hz
68 0
PC 1.40
1D NMR plot parameters
[23 20.00 cm
FiP 200.000 ppm
F1 18111.15 Hz
FoP -24.304 ppm
r L — T T T T T r F2 -2200.82 Hz
ppm \75 150 125 100 75 50 25 0 Ce e



4b.

Current Data Parameters
NAME

MGHIV
EXPNO 82
PROCNO 2
29 fulu R XN 5 TN 23822 sl F2 - Acquisition Parameters
S &8 §5RE3 & GRESRS gRgRy 3 oste_ 200400¢
© © ~N©o©ooo ™ I N e I I < Time 11.59
INSTRUM spect
v ’ \\// 1 \V \ / W ‘ PROBD 5 aw
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
< DS 4
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
R6 20
DH 89.400 usec
DE 4.50 usec
e 300.0 K
D1 5.00000000 sec
= CHANNEL f1 =
1H
9.00 usec
0.00 d8
400.1320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300170 MHz
j f[ WOW no
SsB 0
L e 1 L8 0.00 Hz
o s 0
PC 1.00
1D NMR plot parameters
] =) =IPNE) © = £) = cx 20.00 cm
£ < 32/ 2 gl |8 2 F1p 10.000 ppm
2 e s o i e ) B F1 . 4001.30 Hz
Fep -1.031 ppm
‘ : F2 -412.53 Hz
T T T T PPMCM 0.55155 ppm/cm
oew 9 g i 2 Y HzCH 220.€ ) Hz/cm

IV-B2 AMX360 C-13 NMR GNP Probe Solvent CDC13

ppm

e 031051
34.391
34.124
31.308
30.992
29.906
20.847
20.518

Current Data Parameters
NAME MGH]

EXPNO 82
PROCNO 1

F2 - Acquisition Paraneters
2004050

Date.
Time
INSTRUM spect
PROBHD 5 mm ONP 1H
PULPAC jmod
™ 65536
SOLVENT coc13

- NS 4482
05 0
ShH 22623.701 Hz
FIORES 0.345210 Hz
20 1.4483898 sec
RG 16384
o 22.101 usec
0E 31.57 usec
TE 300.0 K
Pt 8.00 usec
CoNsT2 150.0000000
CNSTH1 1.0000000

0 0.0066667 sec

s2 20 08
HL1 368
01 6.00000000 sec
CPOPRG. waltzi6
P31 100.00 usec
013 0.0000040 sec
P2 16.0 usec
SFO1 90.5648750 MHz
NUCLEUS 13c

F2 - Processing parameters
st 32768

SF 90.5557438 MHz
WOW EM

558 0

8 1.00 Hz
8 [

PC 1.40

1D NMA plot parameters
3 20.0

F1P 200.000 ppn
F1 18111.15 Hz
Fop -24.081 ppn
F2 -2180.69 Hz
PRUCH 11 ~2406 ppm/cn
HZCM 101 J0 Hz/cm



ppm
8.3556
8.3428
6.7223
6.7208
6.5975

—~

Current Data Parameters

Integral
0.9514
1.0106
1.0042
1.8442

ppm
————167.002
———154.864
——138.785
——126.933
120.634

=

Pe=1150307]

TT—148.755

111
EXPNO 221
PROCNO s
F2 - Acquisition Parameters
Date_ 20040413
< 88 3 SBRE 3 Tine
S 38 3 B S INSTRUM spect.
b s 5 ihinain S PROBHD 5 mm NP 1H
T PULPROG jvert
i) 65535
SOLVENT coc13
NS a712
0s 0
SWH 27173.912 Hz
FIORES 0.414641 Hz
AQ 1.2059124 sec
s 6 2048
on 18.400 usec
0E 4.50 usec
TE 300.0 K
o1 6.00000000 sec
011 0.03000000 sec
D13 0.00000300 sec
020 0.00700000 sec
====== CHANNEL f1
13c
10.50 usec
21.00 usec
0.0
100.6242985 Mz
P CHANNEL f2 e
CPOPRG2 waltz16
nc2 1+
PCPo2 95.00 usec
pL2 120.00 6B
pL12 18.00 6B
sF02 400.1320007 MHz
F2 - Processing paraneters
st 16384
s 4001300167 MHz
DW no
558 0
8 0.00 Hz
68 0
pC 1.00
5 8 2 2 1D NMA plot parameters
2 3 = S cx 20.00 cm
- e 5 A F1P 4 10.000 ppm
F1 4001.30 Hz
Fop -1.030 ppn
. S R -412.13 bz
] PPMCH 0.55150  ‘cm
HzOM 22067169
Current Data Parameters
NAME MGHIIT
EXPNO 221
PROCNO 6
F2 - Acquisition Parameters
Date_ 2004041
589 8 88 Tine 7.3
5 &S - @0 INSTRUM spect
RRR 83 &R PROBHD 5 nm GNP 1H
PULPROG jvert
10 655%
SOLVENT coc13
NS a1
0s 0
Swi 27173.912 Hz
FIDRES 0.414641 Hz
" 1.2059124 sec
3 6 2048
on 18.400 usec
0E 4.50 usec
TE 300.0 K
D1 6.00000000 sec
D11 0.03000000 sec
D13 0.00000300 sec
D20 0.00700000 sec
CHANNEL f1 ===s==s==s=s==
10.50 usec
21.00 usec
PLL X
sF01 100.6242995 Mtz
==ss=s=ss=== CHANNEL f2 =======s======
cPOPRG2 waltz16
nc2 1
PCPD2 95.00 usec
pL2 120.00 0B
PLI2 18.00 d8
sFo2 400.1320007 Mz
F2 - Processing parameters
st
s 100.6127518 Mz
WOW.
558 0
LB 1.00 Hz
[ o
PC 1.00
10 NMR plot parameters
cx 20.00 cm
F1P ” 200.000 ppm
F1 20122.55 Hz
F2p -20.268 ppn
e . 2 ~2039.26 iz
100 50 0 PPMCM 11.01342 - ‘cm

HZCM 1108.09033 )



Current Data Parameters

NAME MGHIV
EXPNO 48
PROCNO 3
o N 28 = = o F2 - Acquisition Parameters
& 1Y 3 B8 & Q o Date_ 20040410
e (R R o 5% 6y Time 10.13
& e OO e & T INSTRUM spect
i I \ / } ‘ PROBHD 5mm GNP 1H
PULPROG 29
o) 32768
SOLVENT coc13
NS 16
2 DS 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
A8 2.9295092 sec
RG 20
DH 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL 1
NUC1 1H
P1 9.00 usec
PL1 0.00 dB
SFO1 4001320007 MHz
F2 - Processing parameters
sI 16384
SF 400.1300184 MHz
WOW no
f S8 0
L8 0.00 Hz
A il =4 %
PC 1.00
1D NMR plot parameters
= A ) fals A 2 5 [33 20.00 cm
£ @ 2 |88 S 2 = F1P 9.500 ppm
£ = 3 = = 2 F1 . 3801.24 Hz
o Fap -1.035 ppm
F2 -414.13 Hz
T T T T g PPMCM 0.52575 ppm/cm
4 2 0 HZCM 210.7 ) Hz/cm

IV-48 AMX360 C-13 NMR GNP Probe Solvent CDC13

Current Data Parameters
NAME MOH

2 I - woxg Ssowo v
= @ 0 N F ol D Qo Son = EXPNO 8
= 3 £ R 8388 Bas IS8T © PROCNO 1
g o < < NoSow NN Nyo o
g 5 & \J[8ZE RRR 558 &
< 9 QN SS S F2 - Acquisition Parameters
Dat: 20040320
Tine
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG jmog
1 65536
SOLVENT coc13
= NS 5159
0s 0
SHH 22623.701 Hz
FIDRES 0.345210 Hz
i 1.4483898 sec
A6
oK 22.101 usec
€ 31.57 usec
TE 300.0 K
Pt 8.00 usec
onsT2 150.0000000
CNST11 1.0000000
020 0.0066867 sec
s2 20 a8
HLL 3 08
| | 01 6.00000000 sec
” CPOPRG waltz16
P31 100.00 usec
013 0.0000040 sec
r2 16.0 usec
sFo1 90.5648750 MHz
NUCLEUS 13¢
F2 - Processing paraneters
st 32768
SF 90.5557424 MHz
WOW Ev
558 0
8 1.00 Hz
68 0
PC 1.40
10 NMA plot parameters
cx 20.00 cm
F1P 200.000 ppn
F1 18111.15 Hz
F2p -24.066 pom
F2 -2179.31 Hz
155 100 75 50 % S PPMCM #* 1330 ppn/cn

) HZCH 10 83 Hz/cn



4e.

Current Data Paraneters

MOHIV
EXPNO 139
PROCNO 5
F2 - Acquisition Parameters
Date_ 20041202
a ® @ DN~ NND ~ O DA~ BOLON =~ —=DDN ™~~~ O INSTRM spect
2 ® © N©oo®©ooo © L T R e e e - - e o - s 5 nm GNP 1H
| ¥ 7 T PULPROG jvert
\ ™ 65536
SOLVENT coc13
NS 5110
0s [
SHH 27173.942 Hz
FIORES 0.414641 Hz
0 1.2059124 sec
~ 6 2048
oW 18.400 usec
| 0E 4.50 usec
TE 300.0 K
01 6.00000000 sec
D11 0.03000000 sec
D13 0.00000300 sec
020 0.0070000C sec
CHANNEL f1
NUCE 13C
P1 10.50 usec
- P2 21.00 usec
PL1 0.00 08
L 100.6242995 Mz
CHANNEL f2
CPOPRG2 waltz16
NC2 1H
PCPO2 85.00 usec
A2 120.00 d8
i ] PLI2 18.00 08
- SF02 4001320007 MHz
[ / F2 - Processing parameters
sI 16384
= i i o sF" 4001300170 MHz
no
SSB 0
8 0.00 Hz
68 o
o 1.00
G E E :.-}' S § E' § E § 10 NMA plot parameters
) =4 lolo|o k=3 - =) @® ™ cx 20.00 ca
= - “lelal o - © - o F1P 10.000 ppm
F1 4001.30 Hz
F2pP -0.500 ppm
r T T T T T T T T [T T f2 -200.07 Hz
ppm 8 6 0 PPMCM 0.52500 = ~/em
HZCH 210.06825 =
Current Data Paraneters
NAME MGHIV
EXPNO 139
PROCNO 6
F2 - Acquisition Parameters
Date_ 2004120
B G SR g 3RS 582 S9ERABBITS Time 8.00
£ bl Sl DEOaN Sor) s e IR O INSTRUM spect.
= e e SR Q- ~N© gWY oo AuS T PROBHD 5 nm GNP 1H
& BT @ IR RRR SHoomRAIRTS
SR L = PULPROG jvert
| 0L e Ne N B
| SOLVENT coc13
NS 5110
0s 0
ShH 27173.912 Hz
FIDRES 0.414641 Hz
A 1.2059124 sec
N A6 2048
OH 18.400 usec
0E 4.50 usec
TE 300.0 K
Dt 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
13
10.50 usec
. ‘ LI
H" T ‘ [ PLL 0.00 d8
SFO1 100.6242995 MHz
==msmzsmsszs CHANNEL 2 ======
CPOPRG2 waltz16
nuc2 1H
PCPD2 95.00 usec
pL2 120.00 d8
pLI2 18.00 d8
SF02 400.1320007 MHz
F2 - Processing parameters
s
SF 100.6127518 MHz
WOW M
ss8 0
L8 1.00 Hz
68 0
pC 1.00
10 NMR plot parameters
ox .00 cm
F1p 200.000 ppm
F1 20122.55 Hz
Fop -20.268 ppm
, ey e . e -2039.25 Hz
opm 150 50 PPMCH 11.01342 ~~~/cn
HZCM 1108.09021



4f.

Current Data Parameters

NAME
EXPNO 172
PROCNO 4
F2 - Acquisition Parameters
Date_ 0050107
€ 3853 < C883IILIIBIS Tine 7.25
g s 28 3 SBIRBIIGRELII INSTRUM spect
= o Dl K e St LT Rt PROBHD 5mm GNP 1H
N ©soo - PV IRV N VR S R S PULPROS S
o D e B
SOLVENT coc13
NS 4645
0 0
SWH 27173.912 Hz
FIORES 0.414641 Hz
A0 1.2059124 sec
76 2048
on 18.400 usec
3 4.50 usec
TE 300.0 K
D1 6.00000000 sec
D11 0.03000000 sec
D13 0.00000300 sec
D20 0.00700000 sec
P1 10.50 usec
P2 21.00 usec
PLL 0.00 dB
SFO1 100.6242995 MHz
CHANNEL f2
waltzi6
1H
95.00 usec
120.00 68
18.00 08
400.1320007 Mz
f / F2 - Processing parameters
st
SF 400.1300170 MHz
no
ss8 0
LB 0.00 Hz
68 0
PC 1.00
3 2 8 = R 8 10 NMR plot parameters
S i = e i o X 00 cm
K5 i o Lo B ] F1P 8.000 ppm
F1 3201.04 Hz
FoP -2.031 ppm
e ey . [ e F2 -812.77 bz
n % 2 0 PPMCH 0.50186 = /cn
HZCH 200.69058
Current Data Parameter
© Nw-wo ¥ [T ] o~ e i NAME MGHI
® ARNT @ @ Do 8 a 82 33 EXPNO 7
TR aanor 10 2N N SR N EHOCNO
889 8 & IE RRR R R
e M e 3 F2 - Acquisition Param
] Date_ 2004050
I Tine 6.5
INSTAUM spec
PROBHD 5 mm ONP 1
PULPROG jmo
™ 6553
SOLVENT cocl
NS 471
0s
ShH 22623.70
FIORES 0.34521
A0 1.448389
RG 1638
0K 22.10
. DE 31.5
TE 300.
Py 8.0
CNST2 150.000000
CNST11 1.000000
020 0.006666
s2 2
J ' HL1
1) L 01 6.0000000
I | CPOPRG waltzi
P31 100.0
013 0.000004
P2 16.
SFO1 90.564875
L NUCLEUS 13
F2 - Processing parame
s1 3276
SF 90.555742
HOW ]
ss8
L8 1.0
68 )
PC 1.4
10 NMR plot parameters
20.0/
F1P 200.001
F1 18111, 1!
Fop -24.30
T g T T v T v — r T F2 -2200.8;
175 150 125 100 75 50 25 Apsing y ot

HZCM 185



QHI10.

Current Data Parameters
NAME

MGHIV
EXPNO 87
PROCNO 1
F2 - Acquisition Parameters
=3 @© ~MONOVOoOMoO o~ ooce o
oA 2 S 3 R BERREBESES Tine 9.57
L &5 g 8 G © RERGEEEEEE  iomu  wm
2 R g « da d -“wwcocoocooo igried - Tt
| | ) ) 65536
I ‘ [ SOLVENT coc13
| | } f NS 6198
os o
SHH a7173.902 W2
FIDRES 0.414641 Hz
AQ 1.2059124 sec
5 6 2048
OW 18.400 usec
3 4.50 usec
TE 300.0 K
o1 6.00000000 sec
D1t 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
NUCt 13C
P1 10.50 usec
P2 21.0C usec
pL1 0.00 08
SFO1 100.6242995 MHz
CHANNEL f2
cPOPRG2 waltz16
Nuc2 1H
PCP02 95.00 usec
1 < L2 120.00 08
r pLI2 18.00 03
{ ( sF02 400.1320007 Mz
~
( l( ‘ / F2 - Processing parameters
J i s 16384
: SF 4001300170 MHz
i 1 1 = " no
558 0
8 0.00
B 0
| ‘ \ \ \ ) \ PC 1.00
- o ~ols =3 @ S a1 o~ NMR plot parameters
g i SIBIZ g R gl &3 8 S
2 @ oo "_| ".[' ! . ’ EP 10.000 pom
& = ol«lal ol ol ok 1Ok 9 1 4001.30 Hz
FoP -1.031 ppm
s £2 -412.53 Hz
(T - e e - ey T P2 Re-i=
ppm ) 8 6 Hzon 2206917t 7
Current Data Parameter
NAME MGHI
EXPNO £
PROCNO
F2 - Acquisition Param
0~ o - Mmoam I O T N Date_ 2005022
858 s 883 N X8R
e I8 € 885k &3 HBIN Tine 16.5
2 <~ © O NN o TYaano INSTRUM spec
Bt o yaNg Bs AT PROBHD 5 mm NP 1
| | | ) PULPROG 2gde
] \ \ / / / ™ 6553
| SOLVENT coc1
NS 1381
0s
SHH 27173.91
FIDRES 0.41464
. AQ 1.205912
6 204
oK 18.40
0E 45
TE 300.
01 3.0000000
011 0.0300000
CHANNEL f
13
1 13.00
i ® 1 | s 0.0
T B T [ 01 100624208
|
[X CHANNEL f;
! CPOPRG2 waltzil
NuC2 1
2CPD2 95.01
L2 120.01
PL12 17.0t
SF02 400. 132000:
- Processing parane!
3276t
100.612743:
)
(
1.00
(
1.00
10 NMR plot parameters
ox 20.0¢
F1P 249 .84!
F1 25137.1¢
Fop -20.24¢
e - e T T T T I T - et ~2036.7¢
ppm 200 150 100 50 0 PPMCM 13.50421

HZCM 1358.6955¢€



QHI11.

Current Data Parameters

NAME MGHIV
EXPNO %6
PROCNO 1
= sxoow o s © nooTaLLom Lo F2 - Acquisition Parameters
e I §REES £ RERREEERE I oo™ hcis
& . 8o o0 st S e e s e Tine 13.00
[ INSTRUM spect
‘ \// 1 ‘ ] \/ \\V/ \/ PROBHD 5 mm O 1H
PULPROG g
T 32768
SOLVENT coc13
NS 16
oS 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
RG
oW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1
1H
9.00 usec
0.00 dB
SFO1 400.1320007 MHz
F2 - Processing parameters
sI 6384
SF 400.1300170 MHz
WOW no
/ / / ssB 0
| LB 0.00 Hz
8 0
PC 1.00
1D NMR plot parameters
. e AN o | Sl o ox 20.00 cm
g 2 2|38 2 8 & 2 2 F1P 10.000 ppm
H 2 2120s e % & 2 F1 4001.30 Hz
5 Fop -1.031 ppm
F2 -412.53 Hz
T T T T PPMCM 0.55455 ppm/cn
ppm 6 & 2 HZCM 220.€ | Hz/cm
Current Data Parameters
NAME MGHIV
EXPNO 96
PROCNO 4
o ovn wvoomroImTo NI~y oLONEEmOS X =
g & Bzg ZY8EREgias BRSIRESNERNNEER oo s
& 2 g3p dsgnggsess RREGETSRIZRLRER Tine 13.00
e INSTRUM spect
‘ \ ’ \’ *\/// \\\NV%// PROBHD 5 mm GNP 1H
I PULPROG 29
32768
SOLVENT coc13
NS 16
DS 0
Sk 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295082 sec
20
89.400 usec
4.50 usec
300.0 K
5.00000000 sec
CHANNEL f1
1H
9.00 usec
0.00 dB
SFO1 400.1320007 MHz
F2 - Processing parameters
sI 32768
SF 1006127509 MHz
WOW EM
ss8 0
L8 1.00 Hz
68 0
PC 1.00
1D NMR plot parameters
X 20.00 cn
F1P 200.000 ppm
F1 20122.55 Hz
Fop -20.260 ppm
F2 -2038.42 Hz
T o T PPMCH 11.01300 ppn/cm

HZCM

1108.04858 Hz/cm




QHI13.

Current Data Parameters

NAME MOHIV
EXPNO 78
PROCNO 2
23 23883 S 3 B3¥32I53282%82 ¢ E2isyAcaliettion Ranamategs
g €3 8E8BIG 8 8 JdR2ISTSS/SIRIZ 8 Date_ 20040504
e @@ NN©oo < < L R ] o Time 11.53
i INSTRUM spect
Y 174 [ e e | = e
PULPROG 29
™ 32768
SOLVENT coc13
NS 16
N os 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9205092 sec
RG 20
oW 89.400 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
CHANNEL f1 =
9.00 usec
PLY 0.00 d8
SFO1 4001320007 MHz
F2 - Processing parameters
s1 16384
SF 400.1300170 MHz
~ WOW no
l ss8 0
. JE): F 8 0.00 Hz
58 0
PC 1.00
1D NMR plot parameters
= 5 <lal= of Ve ° < - cx 20.00 cm
& s PtERS 2 2 g 5 < F1P 10.000 ppm
2 = SlalS v = i b F1 . 4001.30 Hz
Fop -1.031 ppm
F2 -412.53 Hz
r T T T T T PPMCM 0.55155 ppm/cm
pen 2 o A 2 D HZOM 220.€ ) Hz/cm
Current Data Parameters
NAME MGHITI
EXPNO 219
PROCNO 3
. F2 - Acquisition Parameters
0 LNy o o - - o o~ o N o0 = Dste_ 2003082
& 88 8 8 3383 858 R3 232 25 Tine
=5 o S RO LA e Aoy Ut o o INSTRUM
= 8 B3 € 8 8333 RRR RS 2 PROBHD 5 mm ONP 14
S S A U PULPROG vert
™ 65536
SOLVENT coc13
NS 5017
0s 0
S 27173.912 He
FIDRES 0.414641 Hz
N 1.2059124 sec
2 e 2048
o0 18.400 usec
0 4.50 usec
T 300.0 K
01 6.00000000 sec
D11 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
e CHANNEL 1 semsmmsas.
13C
10.50 usec
| 21.00 usec
0.00 d
100.6242985 Mz
CHANNEL 2 =mmmmmnnn
waltz16
1
95.00 usec
120.00 d8
PLI2 18.00 df
sFo2 400.1320007 Mz
F2 - Processing parameters
SI 76
SF 100.6127493 MHz
WOW EM
SSB 0
LB 1.00 Hz
o 0
P 1.00
1D NMA plot parameters
o 20.00 cn
F1p g 200.000 ppm
F1 20122.55 Kz
F2P ~-20.244 ppm
r I ; - : 72 -2036.76 Hz
opn 150 100 50 0 PRuCH 110128 ‘on



QH14.

Current Data Parameters

NAME MGHIV
EXPNO 53
PROCNO 1
F2 - Acquisition Parameters
< auwo o © = TYTOWCTUNMUNMTON TN Date_ 20040813
8=8 © 8 oo QURARITNNOTIDON I Q= Time 18.25
g g SR8 8 8 &% FLLIEBRERE588883 msmaw spect
= © NNN © < << ddddw--m-<cccooSso :f:ﬁ"gs 5""'0"‘)";':
| e i) 65536
i { \ SOLVENT coc13
i NS 13080
0s 0
SHH 27173.912 e
FI0AES 0.414641 Hz
1 1.2059124 sec
& s 2048
on 18.400 usec
o€ 4.50 usec
T 300.0 K
01 6.00000000 sec
011 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
NC1 13
P14 10.50 usec
P2 21.00 usec
pL 0.00 08
SFO1 100.6242995 Mz
CHANNEL £2
CPOPRG2 waltz16
i NC2 e
| PCPD2 95.00 usec
L2 120.00 d8
LI 18.00 ¢8
502 400.1320007 Mz
J [ ( r F2 - Processing parameters
J | i l st
| 1 4 s 400.1300170 Mz
] no
558 0
] 0.00 Hz
1 68 0
T \ Ly - e
H §) 3| (8 |8 2l |5 8 R 10 \MA plot parameters
& 2| INREIRE g 3 L~ cx 20.00 cm
: AR ol Il o s ey e
F2p -1.031 ppm
e : T AR S — -412.53 K
PRUCH 0.55155  ‘cn
ppm o # e o HICH 22069171
Current Data Paraneters
NAVE MGHIV
EXPNO 53
PROCNO 8
F2 - Acquisition Parameters
Date_ 2004041 ¢
BIR 8¢ 8 B 2859 €2 3 SBRFEII8 Tine 18.25
3 oL G e AU N TE Aot e INSTRUM spect
G BRBE BB € 8 II]: RRR 8 535883 R PROBHD 5 am GNP 1K
TT" "“'l‘ T el ey o Mt PULPROG jvert
\ | \ / | ﬂ ’ o 65536
| | ; | | | SOLVENT coc13
! v ! ! NS 13090
08 o
Shit 27173.812 1z
FIDRES 0.41454! Hz
m 1.2059124 sec
* 6 2048
% 18.400 usec
o€ 4.50 usec
i 300.0 K
01 6.00000000 sec
011 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
CHANNEL f1
: NCt 130
Pt 10.50 usec
o M | L { 1 | I 72 21.00 usec
T |1 L 0.00 68
SF01 100.6242395 Mz
CHANNEL f2
CPOPRG2 waltz16
nC2 "
PCPO2 95.00 usec
L2 120.00 08
pLI2 18.00 ¢8
02 400.1320007 Miz
F2 - Processing paraneters
s1 32768
s 100.6127518 Wiz
¥OK Y
ss8 0
I 1.00 Hz
8 0
PC 1.00
10 NMA plot parameters
ox 20.00 cn
Fip 200.000 ppm
Fi 20122.55 He
Fop -20.042 pom
R e UMMM S -2016.50 Hz
pem 150 100 50 11.00211 ~==/cm

HZCM 1106.95251 m



QHI15.

o co o = - N 2 © °
g 88 @ R 2 8 8 R ]
@ NN 6 < o PRS- S
. |
|
| !
l . Label Assigned V
| 1 052
25 %8
3 077
4 200
5 140
6 301
Jeff | 7 154
| 8 535
| 9 141
10 074
( |
|
|
s E
N 2 ~ 2 r 10
. /| S
A M. Ao Mot
00 90 80 70 60 50 4,0 30 20 1,0 00 10
IV-127 AMX360 C-13 NMA GNP Probe Solvent COCI3
Current Data Pavaseters
\J NAME MGHIV
© & noz 929 waw wao 2 BNBESNLT 2 G
- € 5 285 88 388 888 g BEBI2883 o ;
g K r Sow ©a cos SN © R i
R 5 832 838 222 RRE ¢ §gLERRRY
& 8 @E3ian oz e 72 - Acquisition Parameters
| | | | Date_ 2004111
| ‘ | Tine 9.42
) f RN spect
PROBHD 5en ON tH
PULPROS ym00
65536
SOLVENT €oC13
% N 1351
os o
SWH 22623.701 Wz
FIoRES 0.365210 12
0 £.2483698 sec
RG. 16384
: ox 22,101 usec
A 0 31.57 usec
* TE 300.0 K
< o e 30 usec
o5 oNsT2 150..0000000
- | ot 1.0000000
020 0.0066667 sec
% l ‘ s 18 @
S H 308
it 1 01 6.00000000 sec
T T waltzis
P31 100.00 usec
D13 0.0000040 sec
Al P2 16.6 usec
o1 905648750 Wiz
NUCLEUS 13C
72 - Processing parameters
st 32768
SF 905557466 MHz
WOH EN
ss8 o
I £.00 W
68 0
rc a0
10 NMR plot parameters
o 20.00 ca
F1P 200.000 ppm
F1 168111.15 Hz
P ~24.112 ppm
. : . : ; 2 -2183.45 1
! \ T prvcH +,20588 ppe/ca
pom 175 150 125 100 75 ) s 25 0 oy i by




QHI16.

~ = 0 & o o) <
R 3
Cl 2 3 2 S 8 Q
~ © < 5 - o =
|
|
|
i |
|
w 1
|
|
|
| o Label Assigned V
| 1 0.00
| | 2 000
| | 3 000
| 4 0.00
| 5 0.00
| | 6 000
Jeff | 7 0.00
| |
|
|
|
|
0 7,0 6,0 50 40 30 20 1,0 0
Current Data Parameters
NAME MOHITI
II11-221 £xPNO 221
PROCND 5
F2 - Acquisition Parameters
a S -0 o - T N Now LW ©m Det E0raly
o O © W0 @« Mmwomao T M= ~N O o m Time 7.36
o e R Bl d o B0 M0 INSTRUM spect
3 3828 8 ggge RRR® 88 &R PAOBKD 5 am ONP 1H
T S A A e PULPROG jvert
(] 65536
SOLVENT coc13
NS a2
0s 0
SWH 27173.912 Hz
FIDRES 0.414641 Hz
AQ 1.2059124 sec
RG 2048
W 18.400 usec
0E 4.50 usec
TE 300.0 K
01 6.00000000 sec
011 0.03000000 sec
013 0.00000300 sec
020 0.00700000 sec
amssssseees CHANNEL f1 =es
Nt 13C
P1 10.50 usec
l L L P2 21.00 usec
] L 0.00 d8
SFO1 100.6242995 MHz
[ T —
waltzi6
1H
95.00 usec
120.00 dB
PL12 18.00 d8
SF02 400.1320007 MHz
F2 - Processing parameters
S1 32768
SF. 100.6127518 MHz
WOW (1]
SS8 0
L8 1.00 Hz
68 0
PC 1.00
10 NMR plot parameters
X 20.00 cm
FiP 200.000 ppm
Fi 20122.55 Hz
4 ~20.268 ppm
LRREEEY . T T - e T T 2 -2039.26 Hz
150 100 50 0 PPMCM 11.01342°  ‘cm

HICM 1108.09033




QH17.

Current Data Parameters

IV-60 AMX360 proton NMR GNP probe AN MOy
EXPNO 60
PROCNO 3
F2 - Acquisition Parameter
Date_ 20040424
Time 8.14
@ Noo 9 TN Cuu~NT N T - © o
® 8B83S8 8o SRET8 R 5 E 58 INSTRUM spect
© NNNKN oo mm'znTvT ™ Y - - PROBHD 5 mm GNP 1H
| { PULPROG 29
I \ ™ 32768
SOLVENT cDC13
NS 16
0s 0
SWH 5045.411 Hz
FIDRES 0.153974 Hz
AQ 3.2475071 se
RG 1024
OW 99.100 us
DE 141.57 us
TE 300.0 K
HL1 1.d8
D1 3.00000000 se
P1 9.00 us
SFO1 360.1358091 MH
NUCLEUS 1H
F2 - Processing parameters
SI 16384
SF 360.1339835 MH
WOW no
SSB 0
[ it LB 0.00 Hz
J 68 0
PC 4.00
( r
g J f J J
i b } o 1D NMR plot parameters
CX 20.00 cm
FiP 10.000 pp
| 1 ' 1 F1 3601.34 Hz
H \ | \ | / Fop ~0.936 pp
i =i > 2| =4 i F2 -337.09 Hz
N < 2 io‘ s ‘m PPMCM 0.54680 pp
s ol 17 ) 2 HZCM 196.92125 Hz
T T T T
8 3 4 2 0
Current Data Paraneters
NAME MGHIV
@O KROovTnOTOMT o eomovmany o & EXPNO pod
2 5833583883 = B33 ELI se 3
B8, HODE T oo anonh RYDED 66 a8 PROCND 2
99 COVVWODIVOA T NN R Ny S
R G T TR TR ) o 8y o F2 - Acquisition Paraseters
L5 Lt L)) ) L& i ) ) | | Date_ 20040424
v Nt // h// \ i Time 6.26
ko) ! f i ! | INSTRUM spect
PROBHD S5 mm ONP 1H
PULPROG jmod
i) 65535
SOLVENT coc13
NS 4485
0s 0
ShH 22623.701 Hz
FI0RES 0.345210 Hz
AQ 1.4483898 sec
a6 16384
oW 22.101 usec
OE 31.57 usec
TE 300.0 K
P1 5.00 usec
cxsT2 150.0000000
CNST11 1.0000000
020 0.0066667 sec
s2 20 g8
Ll HLY 348
. 1 . 1 il 01 6.00000000 sec
| ; l CPOPRG waltz16
' P31 100.00 usec
! 013 0.0000040 sec
P2 16.0 usec
SFO1 90.5648750 MHz
NUCLEUS 13¢
F2 - Processing parameters
SI 32768
SF 90.5557431 MHz
WOW EM
558 0
L 1.00 Hz
68 o
PC 1.40
10 NMR plot parameters
o 20.00 cm
F1P 200.000 ppm
F1 18111.15 Hz
F2p -24.074 ppn
e - E e . 2 -2180.00 Hz
75 150 125 100 75 50 ] 0 g {0 peacy

HICM 10{ 43 Hz/em



QHIS.

Current Data Parameters

IV-69 NAME MGHIV

EXPNO 69
PROCNO 3
o~ g 8 (aflny'~ %’ N § E FERS I 2883 F2 - Acquisition Parameters
S8RREEBIB © o SR 3 8 2on9 Date_ 20040424
DD EHON0 O RIIUgEY 0 2 P . o BEO Time 14.53
v SRR @ NTN G e el e
’ % / l v l \V PROBHD 5 mm GNP 1H
PULPROG 2q
™ 32768
SOLVENT coc13
NS 16
08 0
SHH 5592.841 Hz
FIDRES 0.170680 Hz
AQ 2.9295092 sec
RG 20
W 89.400 usec
DE 4.50 usec
TE 300.0 K
; D1 5.00000000 sec
= = CHANNEL f1
NUC1 1H
P 9.00 usec
PL1 0.00 o8
SFO1 400.1320007 MHz
F2 - Processing parameters
[ sI 16384
SF 400.1300170 MHz
{ / WOH no
J / ss8 0
L8 0.00 Hz
4 L J
2 53 —o8 0
PC 1.00
//L) \ /‘ i\ '\ 10 NMR plot parameters
(elwia Y 0 = o)l ) cX 20.00 cm
S88 s 18 18 gl 5 Fip 10.000 ppn
{2[2= Gl 1=l &l [~ £
lolw «! .-'| - I~ ,Lm lo Fi 4001.30 Hz
Fop -1.031 ppm
F2 -412.53 Hz
e I T T T P T T P T T T — — BPMCH 0.55155 ppn/ca
6 2 0 HZCM 220. 1 Hz/cm
Current Data Parameters
NAME MGHIV
EXPNO 69
PROCNO $
F2 - Acquisition Parameters
23 S¥3ICEZFEE8883 ggogs 38 8§ Tiee e
S8 SIEINBRBEBEVS BRHST 3% R3 o spact
gz gegssdggssss ST g3 N8 MBD 5 m0e
I T S R S e ; ol e
FEAER | | ™ 65536
/ \ \ / / \ / SOLVENT coc13
i 1 [ i NS 5230
0s 0o
SWH 27173.912 Wz
FIDRES 0.414641 Wz
AG 1.2059124 sec
RG 2048
O 18.400 usec
DE 4.50 usec
TE 300.0 K
01 6.00000000 sec
1 D11 0.03000000 sec
D13 0.00000300 sec
1 020 0.00700000 sec
SRR L e i
NuCt 13C
P 10.50 usec
! P2 21.00 usec
5| T L 0.00 68
[ | ‘ l ' ‘ SFO1 100.6242995 MHz
il i o el e e S e CHANEL 2 ssenssesssses
CPOPRG2 waltz16
Nuc2 1H
PCPD2 $5.00 usec
PL2 120.00 ¢8
pPL12 18.00 08
SFO2 4001320007 MHz
F2 - Processing parameters
SI 32768
SF 100.6127592 MHz
WOW. ™
S8 0
L8 1.00 Hz
68 0
PC 1.00
10 NMA plot parameters
cx 20.00 cm
FiP 200.000 ppm
F1 20122.55 Hz
FeP ~20.343 ppm
: e v : s T . S— F2 -2046.72 Hz
150 g 100 50 0 PRMCM 11.01743 7 ~/cm

HICH 1108.46350 o






