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Continuing the separation of the phenolic fraction of the combined a alkaloids of the roots of B, oblonga
[1], we have isolated a new base in the form of the iodide which we have called oblongine (I), mp 158~ 1589°C
(chloroform—methanol), [a]p + 8.5° (¢ 1.2; methanol); UV spectrum: Aergg{nol 224 nm (shoulder), 284 nm (log
€ 4,47, 3,78). The IR spectrum of (I) had absorption bands in the region of ortho- and para-substituted rings
at 765 and 810 cm™! and of active hydrogen at 3260 cm™ [2], The mass spectrum had ions with m/e 313, 206,
192 (100%), 142, 127, 107, and 58,

The facts given show that oblongine is a benzyl-N-methyltetrahydroisoquinoline or phenethyl-N-methyl-
tetrahydroisoquinoline derivative [3], in the isoquinoline moiety of which there are a hydroxy and a methoxy
group and in the phenyl moiety a hydroxy group, since the ion with m/e 313 could arise as the result of the
splitting out of HI or CH;l from a quaternary iodide {4]). In the mass spectrum of the des-base of (I) there were
strong peaks of ions with m/e 313, 107, and 53 (100%). Consequently, (I) is the methiodide of a hydroxy(1-hy-
droxybenzyl)methoxy-N-methyltetrahydroisoquinoline.

In the PMR spectrum of (I) (deuteropyridine, 0 — HMDS, JNM 4H-100/100 MHz, 6 scale) three-proton
singlets at 3.31 and 3.46 ppm, like those of other quaternary benzylisoquinolines [4, 5], are due to the protons
ofan=N (CH3)2 group, and a three-proton singlet at 3.64 ppm can be assigned to an OCH; group. Also in the
spectrum can be seen two two-proton multiplets with centers at 4,09 and 2.92 ppm. The PMR spectra taken
under conditions of proton—proton double resonance show that the multiplets mentioned are connected by spin—
spin coupling (SSC) only with one another. Thus, they can be assigned to the methylene protons at C; and Cy,
respectively. From the value of its chemical shift, a one-proton quartet with broadened components at 5.38 ppm
was assigned to C;H, Saturation of the resonance transitions of this nucleus led to a simplification of the mul-
tiplicity of part of the spectrum (3.1-3,9 ppm) and to the appearance of two doublets at 3.3 and 3.7 ppm partially
overlapping with the signals from the methyl group. On the simultaneous saturation of C;H and the nuclei re-
sponsible for one of the doublets, the second was converted into a singlet, Hence, it may be concluded that the
hydroxybenzyl substituent is located at C; of the oblongine molecule,

The two-proton doublets 6.98 and 7.35 ppm connected with one another by SSC (3J = 8,5 Hz) are assigned
to the two pairs of ortho protons of the p-hydroxybenzyl substituent, Two one-protons doublets at 6.55 and
6.85 ppm, also coupled with one another with 3J = 8,4 Hz, show that there are two ortho protons in the tetrahy-
droisoquinoline moiety of the molecule. Consequently, the substituents can be located in positions 5,6; 7,8;
or 5,8. The choice between them was made on the basis of the results of a measurement of the intramolecular
nuclear Overhauser effect, When the protons at C; (2.92 ppm) were irradiated with a strong radio frequency
field, the intensity of the doublet at 6.55 ppm rose by 28%. This means that the latter belongs to C;H and the
5,6 positions are unsubstituted. Irradiation of the protons of the methoxy group caused an increase in the in-~
tensity of the doublet at 6,85 ppm relating to CgH by 23%. On thebasis of the results given, it may be concluded
unambiguously that the methoxy and hydroxy groups occupy the C; and C, positions, respectively, Thus, ob-
longine has the structure (I):
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