CHAPTER II

EXPERTMENT AND RESULTS

2.1 Instrumental Analyses
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2.1.4 Elemental Analysis
The elemental analysis was made by using a

Perkin-Elmer CHNO Analyzer Model 240C.



13

2.1.5 Melting Point (m.p.)
The melting point was determined on a Fisher-John

melting point apparatus and was uncorrected.

2.1.6 ZX-ray Crystallography

The X-ray crystallographic structure of odoram was

2.2 The Spectr i ’! \
The spe data -.u\ re shown below :

£

(broad), 1710-1530,

PMR (D70) & (Bpm =14 44, J5=11.01, J3=4.86

)

2.23-2.34 (dddd J1=13.66, JZ 7.51, J3=d4=

ﬂUEl’J%ﬁ%@WH’]ﬂ‘i

2.84&s, 3H); o

ARTANT kL) Qmﬂlﬁﬂw iz, 1)
3.70-3.79 (dd, J1=13.00, J2=4.76 Hz, 1H);
3.94-4.03 (dd, Jy=11.01, J9=7.50 Hz, 1H);
4.40-4.45 (m, 1H);
4.60 (s, D20 1H).
(Fig.2) as reported in 1it.[41,46-47] and

(Fig.4) was the 1H COSY correlated spectrum.
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CMR (D20) & (ppm) : 37.4(t), 42.0(q), 61.7(t), 68.5(d), 69.7
(d), 172.0(s).
(Fig.5) as reported in 1lit. [41,46-47] and
(Fig.6) was the 13C/1H two-dimensional
correlated spectrum.

i.O), 101(8.6), 100(100.0), 82(35.0),

r&/) 42(23.8) .

.7).'as in 1it. [41].
!' '

Elemental analysis

MS m/e (% rel. int.): 145(M*

62 %, N 9.79 %

%, N 8.66 %, O 33.09 %.

2.3 The X-ray C

The was reported as a

was shown below.

ﬂumwm%’wﬂﬁ
awmﬂﬂ‘imuﬁ”ﬂ'mﬁwaa

The distance between atoms were Cq-Cg= 1.51 Z ;
C1-C7 =1.49 A and C;-Cg = 1.48A  The highest peak on the
difference electron density map was 0.71 K to C1 and made
angles of 106.7, 108.9 and 106.8, respectively to C7, Cg and Cg.
Furthermore, the thermal parameter on Cq was smaller than C7, Cg

and Cg which would be a nitrogen atom. And the Cy was the
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highest peak obtained from the solution by direct method.
Therefore, the N atom would appear at Cq that might be a
quarternary N*. The geometry of Cg was supported that two oxygens
appeared completely equivalent because the distance was
Cg02=1.245, Cg-05 = 1.242 and the angles were Cy-Cg-Op = 116.9°

and C7-Cg-O5 = 116.0°. Moreover, the highest peak on the

o
difference electron 0.71 A from Cq which

was reasonable te (s S . this structure of odoram
T ——

And the conformation’' ‘& 1'-,x’ 2 determined by X-ray

2.4 The Spectrzlcopic Data of tnmnr4

H ‘lf‘ﬁf“?% 448 42 e fretzony -protine

were shown elow :
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2.14-2.25 (m, 2H);

-L-proline

3.14-3.23 (q, 1H);

4.06-4.11 (t, 1H);

NH, OH, COOH (exch. with DX0). (Fig.9)
CMR (D20) & (ppm) : 36.34(t) , 51.87(t) , 58.77(d) , 68.98(d) ,

173.17(s). (Fig.10)
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2.5 Syntheses

To confirm the structure of odoram, the methylation
of odoram and ({rans-4-hydroxy-L-proline were carried out in

order to compare the structure of the methylated products.

' hydroxy-L-proline

@W—L—prolme (0.30 g.,
2.28 mmol) and oxide :. in situ generated,
in abs. methanol AS Stirre vernight (~ 10-12 hrs.)
at room temper / : :;'- 1 piece of Na-metal was added
into the reacti i W he excess amount of methyl
iodide (1 wmL , added and stirring was

continued overnight. “The meth: " solution was evaporated on a

rotary evarator, te . residue, cous liquid with white

Y]

precipitate ly
PMR (D30) & (pp) : 2.23-2.36 (m, broad, Q—l),

ﬂﬂﬂ’ﬂ%ﬁﬂ@'ﬂ*ﬁﬂ‘i

ammnfﬁiﬁﬁé’ﬁ NYNY

4.32-4.81 (dd, 1H). (Fig. 11)
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CMR (D20) & (ppm) : 35.05(t), 47.96(q), 53.87(d), 65.49(d),

73.14(t), 75.32(d), 169.73(s). (Fig. 12)

2.5.2 Methylation of Odoram
A mixture of odoram (0.25 g., 1.72 mmol) and

sodium methoxide in abs. ethanol (20 mL) was stirred at room

temperature overnigh excessfmount of methyl iodide (1 mL,

the methanol was e naer redneed pressure to give a pale
' *~: 99.26 % yield).

0 »this product was in
agreement to thq from the methylation
of trans-4-hydro pectra were shown in

figure 13-14.
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