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7 ABSTRACT

The present invention features compounds able to modulate
one or more activities of an inorganic jon receptor and
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can mimic or block the effect of extraceliular Ca** on a
calcium receptor.
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FIG. 96.

VARIAN 300 MHz 'H-NMR SPECTRAL ASSIGNMENT OF:

- 9C HYDROCHLORIDE -

US 6,211,244 Bl

-

NMR SPECTRA ARE OF THE HCl SALT. RESONANCES FROM 0-5 PPM ARE
IN 1% MeOD/CDCl3 (Smg/mL). RESONANCES FROM 5-12 PPM ARE IN
(DC1l3 (60 mg/mL).

# OF H's  8(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT
3H 1.85 d J=6.8 aliph-CHs
1H 4.05 d J=13.2 ~CHy~
1H 4,16 d J=13.4 -CH,-
1H 5.06 q =7.0 aliph-CH-
8H 7.21-7.47 m n.a.
1H 7.54 d J=8.8
2H 7.65~7.73 m n.a.
2H 7.89 d J=7.8
1H 8.43 d J=7.2
1H 10.47 bs n.a. aliph-NHp+
1H 10.84 bs n.a. aliph-NHy+
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VARIAN 75 MHz *>C-NMR SPECTRAL ASSIGNMENT OF:

a-

- 9C HYDROCHLORIDE -
NMR SPECTRA ARE OF THE HCl SALT IN CDCly (60 mg/mL).
SCPPM)  MULTIPLICITY ASSIGNMENT
21.18 CHs - aliph-CHs

48.5 CHy ~CHg-

51.46 CH -CH-

121.42 CH RIGHT SIDE
125.21 CH RIGHT SIDE
125.99 CH LEFT SIDE
126.04 CH RIGHT SIDE
126.15 CH RIGHT SIDE
126.63 CH LEFT SIDE
126.69 CH LEFT SIDE
126.91 Q LEFT SIDE
127.37 CH RIGHT SIDE
127.45 CH LEFT SIDE
127.93 CH LEFT SIDE
128.52 CH LEFT SIDE
129.04 CH LEFT SIDE
129.24 CH RIGHT SIDE
130.32 Q RIGHT SIDE
130.83 CH RIGHT SIDE
132.23 Q RIGHT SIDE
132.59 Q LEFT SIDE
133.15 Q LEFT SIDE
133.66 Q RIGHT SIDE
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_VARTAN 300 MHz 1H-NMR SPECTRAL ASSIGNMENT OF:
5' 41

-

— SR HYDROCHLORIDE o
NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM 0-5 PPM ARE

IN 1% MeOD/CDCls (Smg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  &(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.97 d J=6.8 . aliph-CHs
3H 2.03 d J=6.8 aliph-CHs
1H 4.17 q J=6.9 aliph-CH-
1H 4.81 q J=6.9 aliph-CH-
2H 6.77-6.85 m n.a
1H 7.14 bs n.a
4H 7.33-7.52 m n.a
6H 7.74-7.94 m n.a
iH 8.69 bs n.a
1H 10.82 bs n.a. aliph~NHz+
1H 10.89 bs n.a. aliph-NHp+

FIG. 98.
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FIG. 99.

VARIAN 75 MHz 3C-NMR SPECTRAL ASSIGNMENT OF:

6'

7' ct-

- 9R HYDROCHLORIDE -

NMR SPECTRA ARE OF THE HCI SALT IN CDCl3 (60 mg/mL).

3(PPM)  MULTIPLICITY ASSIGNMENT
20.83 CHs aliph-CHs
21.87 CH; aliph-CHs
51.37 CH -CHz-
57.27 CH -CH-
121.40 CH

124.65 CH

125.50 CH

125.82 CH

126.09 CH

126.22 CH

126.62 CH

127.49 CH

128.01 CH

128.76 CH

129.08 CH

129.25 CH

130.19 Q

132.74 Q

132.78 Q

132.95 Q

133.27 Q

133.53 Q
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM O-5 PPM ARE

11X HYDROCHLORIDE

ar

IN 1% MeOD/CDCl3 (Smg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDCl; (60 mg/mL).

# OF H's  &(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT
6H 1.17 d J=7.1 ~-CH(CH3),
3H 1.86 d J=6.8 aliph-CHs
1H 2.84 ) J=7.0 -CH(CH3);
1H 3.88 d J=13.3 -CH2-
1H 3.97 d J=13.3 ~CH2-
1H 5.02 q J=6.8 aliph-CH-
1H 7.03 d - J=8.1 3

- 1H 7.17 d J=8.1 2
3H 7.40-7.54 m n.a

: 1H 7.68 dd J1=3,=7.9 3

1H 7.89 d J=8.3 4’ OR 5’
1H 7.91 d J=8.1 4’ OR 5'
1H 8.41 d J=7.1 2’
1H 10.38 bs n.a. aliph-NHy+
1H 16.77 bs n.a. aliph-NHy+

FIG. 100.
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VARIAN 75 MHz 13C-NMR SPECTRAL ASSIGNMENT OF:

11X HYDROCHLORIDE

-

US 6,211,244 B1

Q-

NMR SPECTRA ARE OF THE HCl SALT IN (DCl; (60 mg/mL).

5(PPM)  MULTIPLICITY ASSIGNMENT
21.33 CH; aliph-CHy
23.58 CHsz ~CH(CH3); -
33.66 CH arom-CH
48.27 CH, ~CH, -
51.52 CH aliph-CH-
121.57 CH

125.17 CH

125.94 CH

126.05 + CH

126.65 CH

127.05 Q

129.10 CH

130.02 CH

130.39 Q

130.90 CH

132.43 Q

133.71 Q

149.84 Q

FIG. 101.
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H3CO

CH; g

13U HYDROCHLORIDE

Page 80 of 14

US 6,211,244 B1

a-

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM 0O-5 PPM ARE
IN 1% MeOD/CDCl; (Smg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDC13 (60 mg/mL).

# OF H's &(PPM) MULTIPLICITY COUPLING (Hz) ASSIGNMENT
3H 1.92 d J=6.6 aliph-CH;
3H 3.64 S n.a. -0CH;
1H 3.85 d J=13.4 -CH,-
1H 3.93 d J=13.5 ~CH,-
1H 5.04 q J=6.9 aliph-CH-
2H  6.72 (6.71 calc) d J=8.3 3
2H  7.21 (7.10 calc) d J=8.0 -~ 2
Z2H 7.47-7.55 m n.a.
1H 7.60 d =8.3 :
1H 7.69 dd J=7.9/7.5 3’
1H 7.90 d J=7.9 4' OR 5’
1H 7.92 d 3=7.7 4" OR 5'
1H 8.42 d J=7.3 2"
1H 10.35 bs n.a. aliph-NH,+
1H 10.73 bs n.a. aliph-NHy+

FIG. 102.
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FIG. 103.

VARIAN 75 MHz 3C-NMR SPECTRAL ASSIGNMENT OF:

H3CO

-

— 13U HYDROCHLORIDE

NMR SPECTRA ARE OF THE HCI SALT IN CDCls (60 mg/mbL).

8CPPM) MULTIPLICITY ASSIGNMENT
21.16 CHs aliph-CHs

47.86 CH, ~CHy-

51.28 CH -CH-

54.94 CHs 0-CHs

113.82 CH 3!

121.47 CH

121.58 Q LEFT SIDE arom-C-CHNH,
125.03 CH “
125.91 CH

125.94 CH

126.68 CH

129.06 CH

130.25 Q

132.27 CH 2

133.63 Q NHz-CHz-C~naphthyl

159.95 Q arom-C-0CH3
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:
) 3’

-

13X HYDROCHLORIDE

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM O-5 PPM
ARE IN 1% MeOD/CDCl; (Smg/mL). RESONANCES FROM 5-12 PPM
ARE IN CDCEl3 (60mg/mbL).

# OF H's  5(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.91 d J=6.7 aliph-CHs
1H 3,75 d J=13.3 -CHz-

1H 3,91 d J=13.3 -CH,-

4H 4.10 m n.a. -0-CH,CH;-0-
1H 5.03 q J=7.0 aliph-CH-
3H 6.70-6.80 m n.a.

4H 7.47-7.56 m n.a.

1H 7.66 dd Ji=3,=8.1 3’

1H 7.90 d J=7.4 4' OR 5’

1H 7.91 d J=7.4 4' OR &’

1H 8.28 d J=7.2 2!

1H 10.34 bs n.a. aliph-NHy+
1H 10.83 bs n.a. aliph-NH+

FIG. 104.
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VARIAN 75 MHz 3C-NMR SPECTRAL ASSIGNMENT OF:

13X HYDROCHLORIDE -

a-

NMR SPECTRA ARE OF THE HCl SALT IN CDClz (60 mg/mL).

3(PPM) MULTIPLICITY ASSIGNMENT
20.87 CHs aliph-CH3
47 .87 CH; -CH;.
51.16 CH -CH-
©3.86 CH; -0~-CHp-CH, -0~
64.09 CH; -0-CHz~CH;-0-
117.40 CH

119.66 CH

121.45 CH

122.61 Q

123.67 CH

124.83 CH

125.85 CH

125.96 CH

126.76 CH

129.09 CH

129.22 CH

130.31 Q

132.17 Q

133.67 Q

143.28 Q -0-C-arom
144,17 Q -0~-C-arom

FIG. 105.
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:

ct”

7
= 14L HYDROCHLORIDE -

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM 0-10 PPM ARE
IN 1% MeOD/CDCl; (5 mg/mbL). RESONANCES FROM 10-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  8(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.236 d J=7.0 ~-CH(CH3);
3H 1.242 d J3=6.9 -CH(CH3),
3H 1.84 d J=6.8 aliph-CHs;
3H 1.86 d J=6.8 aliph-CHs
1H 2.88 p J=6.8 ~-CH(CHs3),
1H 3.97 bqg J=6.7 aliph-CH-
1H 4.77 bg J=6.9 aliph-CH-
1H 6.95 d J=8.2 H-3*

1H 7.05 d J=8.3 H-2"

1H 7.26 dd J1=32=7.1

1H 7.48 dd J1=32=7.7

1H 7.68 dd J1=3y=7.7

1H 7.90 d J=7.7

1H 7.91 d J=7.9

1H 8.24 bd J=6.5

2H 10.71 bs n.a. aliph-NH;+

FIG. 106.



US008211244 [filesNeadmrfsO1ifirmdatalip\FoleyPatiPatentDocuments\US006211244.0PCT Page 85 of 14

U.S. Patent Apr. 3, 2001 Sheet 80 of 104 US 6,211,244 B1

VARIAN 300 MHz 'H-NMR SPECTRAL ASSIGNMENT OF:

H3CO

-

14U HYDROCHLORIDE

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM 0-10 PPM ARE
IN 1% Me0D/CDCl; (5 mg/mL). RESONANCES FROM 10-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  3(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT
3H 1.93 d J=6.8 aliph-CHs
3H 1.94 d J=6.7 aliph-~CHs
3H 3.80 s n.a. -0CH3
1H 4.01 q J=7.0 aliph-CH-
1H 4.82 q J=6.9 altiph-CH-
2H 6.73 d J=8.8 3
2H 7.07 d J=8.6 2
1H 7.15 bd J=7.3 8’

. 1H 7.33 dd J4=3,=7.7 7'
1H 7.49 dd Jy1=3,=7.6 6'
1H 7.70 dd J1=3p=7.8 3!
1H 7.90 d J=8.1 4' OR 5'
1H 7.91 d J=8.0 4' OR 5’
1H 8.44 bd J=5.4 2!
2H 10.65 bs n.a. aliph-NH,+

FIG. 107.
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VARIAN 75MHz *3C-NMR SPECTRAL ASSIGNMENT OF:

H3CO

ak

L. ]
14U HYDROCHLORIDE

NMR SPECTRA ARE OF THE HCl SALT IN CDCls (60 mg/mL).

3(PPM) MULTIPLICITY ASSIGNMENT
21.11 CHs aliph-CHs
21.93 CHs aliph-CHs
51.29 CH ~CH~
55.30 CH3 0-CH3
56.61 CH -CH-
114.30 CH 3

N 121.77 CH

"125.38 CH

125.91 CH

326.17 CH

126.40 CH

127.88 Q

128.96 CH

128.99 CH

128.79 CH

130.22 Q

132.88 Q

133.70 Q ‘

159.97 Q arom-C~-0CH3

FIG. 108.
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:

H3CO
4

H3C™ 3

r~

16Q HYDROCHLORIDE .

NMR SPECTRA ARE OF THE HCl SALT. RESONANCES FROM 0-5 PPM ARE
IN 1% MeOD/CDClz (5 mg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  5(PPM)

MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H
3H
3H
1H
1H
1H

1H
1H
1H

3H

1H

1H
1H

1H

1H
1H

1.85 d

2.01 3

3.77 s

3.80 d

3.97 d

5.00 q
6.69 (6.59 calc) d
6.78 (6.90 calc) bs
7.22 (6.88 calc) bd
7.44-7.57 m

7.70 dd :

7.91 d
7.92 d
8.44 d
10.35 bs
10.70 bs

FIG. 109.

)=6.7 aliph-CHsz
n.a. arom-CHs
n.a. -OCH3

J=13.1 ~CHy~

J=13.2 -CH,-

J=6.7 aliph-CH-

J=8. 5
n. 2’

J=8.2 6'

n.a.

J=7.6/7.8 3!
J=8.1 4' OR S
J=8.1 4' OR 5S¢
J=7.1 2"

n.a. aliph-NHp+
n.a. aliph-NHp+
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VARIAN 75 MHz 13C-NMR SPECTRAL ASSIGNMENT OF:

3l

H3CO

-
HyC™ 3 1

(Hz3 g

‘7'
— 16Q HYDROCHLORIDE - -

NMR SPECTRA ARE OF THE HCl SALT IN CDClz (60 mg/mL).

d(PPM) MULTIPLICITY ASSIGNMENT

- 15.74 CHs arom-CHs
22.32 CHs aliph-CHs
47 .85 CH; -CHy-
51.01 CH -CH-
55.09 CH3 0-CH3
109.81 CH 5°'
121.56 CH RIGHT SIDE
121.01 Q LEFT SIDE arom-C-CHpNH,
125.13 CH RIGHT SIDE
125.90 CH
126.03 CH RIGHT SIDE
126.61 CH RIGHT SIDE
129.05 CH RIGHT SIDE
129.72 CH RIGHT SIDE
130.31 Q RIGHT SIDE
132.44 Q RIGHT SIDE
133.23 - CH 6’
133.68 Q NH;-CHy-C~naphthyl
158.16 Q arom-C-0CH3

FIG. 110.
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:

-

CHy g+

o 16R HYDROCHLORIDE -

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM 0-10 PPM ARE
IN 1% MeOD/CDCls (5 mg/mL). RESONANCES FROM 10-12 PPM ARE IN

CDCl3 (60 mg/mL).

# OF H's  »(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT
3H 1.88 d J=6.8 aliph-CH3
1H 3.85 d J=13.4 -CH;-
1H 3.94 d J=13.4 -CH,-
1H 5.06 q J=6.7 aliph-CH-
ZH 5.90 dd J1=2.2;32=1.4 -0-CH;-0-
Z2H 6.65 3 n.a. o
1H 6.85 s n.a. -
Z2H 7.50-7.58 m n.a
Z2H 7.63-7.70 m n.a
1H 7.92 d J=8.1 4' OR 5°'
1H 7.94 d J=9.5 4' OR §°
1H 8.12 d J=6.7 2!
1H 10.37 bs n.a. aliph-NH;+
1H 10.80 bs n.a. aliph~-NHy+

FIG. 111.
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VARIAN 75 MHz ‘3C-NMR SPECTRAL ASSIGNMENT OF:

5 3’
O— X6 27Xy, 4
C 4 |
0 3N, -
2
16R HYDROCHLORIDE
NMR SPECTRA ARE OF THE HCl SALT IN CDCl;3 (60 mg/mL).
d3(PPM) MULTIPLICITY ASSIGNMENT
21.20 CH3 aliph-CH;
48.39 CH, ~CH.
51.26 CH -CH-
101.16 CH, -0-CH,-0-
108.19 CH
110.11 CH
121.25 CH
123.18 Q
124.13 CH
124.21 CH
125.49 CH
126.05 CH
126.89 CH
129.03 CH
129.88 CH
130.22 Q
131.93 Q
133.63 Q
147.77 Q -0-C-arom
148.26 Q -0-C-arom

FIG. 112.
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VARIAN 300 MHz *H-NMR SPECTRAL ASSIGNMENT OF:

HzCO

ct-

16T HYDROCHLORIDE

NMR SPECTRA ARE OF THE HCl SALT. RESONANCES FROM 0-10 PPM ARE
IN 1% MeOD/CDCl3 (5 mg/mL). RESONANCES FROM 10-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's &(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.89 d J=6.6 aliph-CHs
3H 3.80 s n.a. -OCH;3

1H 3.85 d J=13.7 -CH,-

1H 3.95 d J=13.3 ~-CHy-

1H 5.09 q J=6.6 aliph-CH-
1H 6.84 t J=8.2

2H 7.01-7.08 m n.a

ZH 7.53-7.56 m n.a

2H 7.64-7.72 m n.a

2H 7.93 d J=7.6 4' OR 5°'
1H 8.19 d J=7.1 2'

1H 10.41 bs n.a. aliph-NHz+
1H 10,82 bs n.a. aliph-NHy+

FIG. 113.
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VARIAN 75 MHz *3C-NMR SPECTRAL ASSIGNMENT OF:

H3CO

16T HYDROCHLORIDE
NMR SPECTRA ARE OF THE HCl SALT IN CDCl3 (60 mg/mL).

L

5CPPM) MULTIPLICITY ASSIGNMENT
20.71 CHz aliph-CHs
47.67 CH, ~CHp-
51.47 CH -CH-
55.91 CH3 0-CH3
113.12 CH

113.13 CH

117.99 CH

118.24 CH

121.30 CH

122.22 Q

122.31 Q

124.61 CH

125.76 CH

126.16 CH

126.92 CH

127.00 CH

129.17 CH

129.47 CH

130.29 Q

131.92 Q

133.73 Q

148.21 Q

148.35 Q

150.01 Q

153.29 Q

FIG. 114.
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:
- ]
CH3CH,0

5 -

16W HYDROCHLORIDE

NMR SPECTRA ARE OF THE HCl SALT. RESONANCES FROM 0O-5 PPM ARE
IN 1% MeOD/CDCls (S mg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  »(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.35 t }=6.9 -OCH,CH3
3H 1.86 d J=6.8 aliph-CHs
4H 3.81-3.96 m -CH, AND CH;
1H 5.00 q J=6.7 aliph-CH-
1H 6.70 d J=8.4 3
1H 7.19 d J=8.6 2
2H 7.44-7.54 m n.a.

. 1H 7.58 d J=8.3
1H 7.68 dd I=1=7.7 3
1H 7.89 d J=7.7 4' OR 5°'
iH 7.91 d I=7.7 4" OR 5'
1H 8.42 d J=7.0 2'
1H 10.30 bs n.a. aliph~NHz+
1H 10.72 bs n.a. aliph~NHz+

FIG. 115.
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VARIAN 75 MHz 13C-NMR SPECTRAL ASSIGNMENT OF:

CH3CH0

a-

. 7!
L 16W HYDROCHLORIDE _
NMR SPECTRA ARE OF THE HCI SALT IN CDCl3 (60 mg/mL).

d(PPM) MULTIPLICITY ASSIGNMENT
14.51 CH3 CH3-CHy-0-
21.20 CH3 aliph-CHj
47.91 CH; ~-CHz-

51.27 CH -CH-

63.16 CH; CH3-CH-0-
114.36 CH 3!

121.43 Q LEFT SIDE arom-C-CHyNH;
121.52 CH
125.07 - CH
125.93 CH

125.99 CH
126.70 CH

129.08 CH

130.29 Q

132.25 CH 2"

132.33 Q -
133.67 Q NH;-CHz-C~naphthyl
159.38 Q arom-C-0CH3

FIG. 116.
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VARIAN 300 MHz 1H-NMR SPECTRAL ASSIGNMENT OF:

-

16X HYDROCHLORIDE

NMR SPECTRA ARE OF THE HCL SALT. RESONANCES FROM 0-5 PPM ARE
IN 1% MeOD/CDCls (5 mg/mL). RESONANCES FROM 5-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  (PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.87 d J=6.8 aliph-CHs
3H 2.38 s n.a. -SCH3

1H 3.82 d J=13.4 ~CHy-

1H 3.91 d J=13.2 -CHy-

1H 5.04 q J=6.6 aliph-CH-
1H 7.03 d J=8.2 H-3'

1H 7.20 d _J=8.2 H-2'

2H 7.45-7.55 m n.a.

1H 7.59 d J=7.9

1H 7.68 dd Jy=3,=7.4 3

1H 7.90 d J=8.1 4' OR 5’
1H 7.91 d J=7.0 4' OR 5°
1H 8.39 d J=7.3 2’

1H 10.38 bs n.a. aliph-NHx+
1H 10.78 bs n.da. aliph-NHp+

FIG. 117.
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VARIAN 75 MHz 13C-NMR SPECTRAL ASSIGNMENT OF:

b

HsCS

X
4 H H
N
INF N
2

16X HYDROCHLORIDE ' -

3'

-

NMR SPECTRA ARE OF THE.HCl SALT IN CDCl; (60 mg/mL).

a(PPM) MULTIPLICITY ASSIGNMENT
14.95 CHs S-CHs

21.18 CH3 aliph-CHs

48 .02 CHz -CH,p-

51.57 CH -CH-

121.44 CH

121.10 CH

125.81 CH

125.95 Q

125.99 CH '
126.77 CH

129.12 CH

129.20 CH

130.30 Q

131.29 CH

132.16 CH 2'

133.67 Q NH;-CHz-C~naphthyl
140.18 Q arom-{-SCH3

FIG. 118.
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VARIAN 300 MHz H-NMR SPECTRAL ASSIGNMENT OF:

— ——

H3CO

-

- 17M HYDROCHLORIDE -

NMR SPECTRA ARE OF THE HC1 SALT. RESONANCES FROM O0-5 PPM ARE
IN 1% MeOD/CDCl3 (5 mg/mL). RESONANCES FROM S5-12 PPM ARE IN
CDCl3 (60 mg/mL).

# OF H's  a(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT

3H 1.88 d J=6.6 aliph-CHs
3H 3.85 s n.a. ~0CH;

1H 3.82 d J=13.1 -CHz-

1H 3.95 d J=13.2 -CHy-

1H 5.03 q J=7.0 aliph-CH-'
1H 6.79 (6.69 calc) d J=8.5 5

1H 7.10 (7.13 calc) s n.a. 2

1H 7.33 (7.01 calc) d J=8.3 6

ZH 7.48-7.57 m n.a

1H 7.62 d J=7.7

1H 7.69 dd J=7.4/8.1 3

1H 7.92 d J=7.7 4' OR 5°'
1H 7.94 d J=7.7 4' OR 5°
1H 8.38 d J=7.5 2"

iH 10.42 bs n.d. aliph-NHy+
iH 10.79 bs n.a. aliph-NH;+

FIG. 119.
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-

21.32
47 .45
51.47
55.96

111.
121.
122.
122.
125.
126.
126.
127.
129.
.35
130.
130.
132.

129

132

88
27
27
65
14
01l
14
05
21

30
69
0o

.71
133.
155.

76
52

CHs aliph-CHs
CHy -CH;.
CH -CH-
CHs 0-CHs

CH 5°
CH

Q

Q
CH

CH

CH

CH

CH

CH

Q

CH

Q

CH 6"

Q NH;-CHp-C~naphthyl
Q OPOM"C"OCH3

FIG. 120.
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VARIAN 300 MHz *H-NMR SPECTRAL ASSIGNMENT OF:

p—

H3CO0

17 0 HYDROCHLORIDE

a-

NMR SPECTRA ARE OF THE HCl SALT. RESONANCES FROM O-5 PPM ARE
IN 1% MeOD/CDClz (5 mg/mL). RESONANCES FROM 5-12 PPM ARE IN

CDCl3 (60 mg/mL).

# OF H's  &(PPM)  MULTIPLICITY COUPLING (Hz) ASSIGNMENT
3H 1.86 d J=7.0 aliph-CHs
3H 1.99 d J=6.8 aliph-CHs
3H 3.87 s n.a. -0CH3
1H 3.91 q J=7.0 aliph-CH-
1H 4.80 q J=6.7 aliph-CH-
1H 6.79 dd J1=3,=8.5
1H 6.89 dd J1=12.0 Jp=2.0
1H 6.96 d J)=8.7
1H 7.16 bd J=7.14 8’
1H 7.34 dd J4=3,=8.3 7'
1H 7.49 dd J=3p=7.2 6'
1H 7.71 dd J1=3,=8.1 3!
1H 7.90 d J=8.1 4' OR 5°
1H 7.91 d J=7.8 4' OR 5
1H 8.53 bs n.a. 2’
1H 10.64 bs n.a. aliph-NHy+

FIG. 121.



