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Full 'H-NMR spectrum of 2,6-Dimethylnapththalene in CDCls
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Full *H-NMR spectrum of 2,7-Dimethylnapththalene (2,7-DMN) in CDCl;
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2,6-DMN and 2,7-DMN interacts in CDCls as seen from the *H-NMR spectra:

Mixture of 2,6- and 2,7-DMN
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All 3 'H-spectra expanded in the aromatic area and stacked:
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Legend: 2,7-DMN is blue, 2,6-DMN is green and the mixture of 2,6- and 2,7-DMN is red (formed by mixing
the solutions of 2,6- and 2,7-DMN).

There is some interaction taking place between the 2,6- and the 2,7-DMN. The carbon-spectra are however
unchanged:
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All 3 3C-spectra expanded in the aromatic region and stacked:
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Legend: 2,7-DMN is blue, 2,6-DMN is green and the mixture of 2,6- and 2,7-DMN is red. None of the
carbon-signals are shiftet upon mixing the two isomers.
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Assigning the protons in 2,6-DMN by 1H-COSY in CDCls:

N oM

H 1 & H1’: 7.33 ppm (s), but small meta-coupling to H3, H3’
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HSQC-spectrum of 2,6-DMN in CDCl; was used to find assign C1/C1’ to H1/H1':
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Shows that the carbon at 126.65 ppm is bound to proton 1 and 1’.

This allows identification of H1/H1’ in the mixture of 2,6- and 2,7-DMN:
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Assigning the protons in 2,7-DMN by 1H-COSY in CDCls:
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HSQC-spectrum of 2,7-DMN in CDCl; was used to find assign C1/C1’ to H1/H1':
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The NMR-spectra in CDCl; of the eutectic mixture isolated by crystallization looks:
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Expanded:
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'H-COSY:

S15

H7826.11.ser

Email= jbc@kiku.dk

544

COSYGPSW CDCI3 /opt/topspin/data bnmrl 9

RO o

8.5 8.0 7.5 7.0 6.5

6.0

5.5

T T
5.0 4.5
f2 (ppm)

T
4.0

T
3.5

T
3.0

T
2.5

2.0

1.5

1.0

f1 (ppm)



13C-NMR:
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HSQC-NMR:
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HSQC-spectrum of the mixture of 2,6- and 2,7-DMN in CDCls. Finding H1/H1’ in 2,6-DMN:
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The peak at 7.46 ppm corresponds to H1/H1’ in 2,6-DMN and the peak at 7,42 ppm corresponds to H1/H1’
in 2,7-DMN.
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Determining the composition:
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Gives a 1:0.73 ratio between 2,6- and 2,7-DMN corresponding to 58 % 2,6-DMN in the mixture.
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NMR-spectra of compound 4 in CDCl;

Br
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APC-3C
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NMR-spectra of compound 5 in CDCl;

'H-NMR

H7959.10.fid

Email= jbc@kiku.dk

767.1

PROTON CDCI3 /opt/topspin/data bnmr1 20

1,00-T

1161

SCH,

(5) SCH;

S26

7

6
1 (ppm)

5

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

r-1000




H7959.10 fid
Email= jbc@kiku.dk
7671

PROTON COO3 Jopt/tops pinfdsta bomrl 20

857
—-H.55

—~7A1
-7

210

=200

17
- 160
150

=140

700
=600

500

10

S27

6.6



COSY-NMR
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APT-3C-NMR
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HSQC-NMR
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NMR-spectra of compound 6 in CDCls
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COSY-NMR
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APT-3C-NMR
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HSQC-NMR
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NMR of compound 7 in CDCl;
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COSY-NMR
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APT-3C-NMR
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HSQC-NMR

| | R
H8704.13.ser
jbc@kiku.dk
723.4
HSQCGP CDCI3 /opt/topspin/data bnmrl 20
— o
.
=
o
- °
—
T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f2 (ppm)

542

100
110
;120
;130
140

150

f1 (ppm)



NMR-data on compound 2 in CS; with a CDCls-lock tube
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COSY-NMR
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APT-13C-NMR
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