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A new phytocedysteroid. vin. 2-deony-3-epi-4p20-dihvdroxyecdysone ((20R22R)-
34B 40 20,22 .25 -hexahvdroxy - 3B-cholest-7-cn-6-onc). named  Coronaiinterons, was 150-

lated from Serratuia coronura and dentitied by NMR spectroscopy.
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dilvdroxyeedysone (coronatasterone). TH and YC NMR spectra

A new phytoccdysteroid. viz., 2-deoxy-3-epi-33.20-
dihvdroxyeccdysone (1), named by us coronatasterone.
was solated by extraction with ethyl acctate from the sap
of the acrial part of the freshly gathered plant Serratula
coronata and purificd by HPLC. The siructure of 1 was
established trom one- and two-dimensional 'H and
¢ NMR experiments (JMOD CH, NOE DIFF, COSY,
CH CORR, NOESY) and sclective proton double
resonance.

Table 1. Comparison of chemical shifts (3) of the Cth—Cid)

atons in the V'C NMR spectra of compounds 1 and 2 Comparison of the “C NMR spectra of compound 1

and the main component. 20-hyvdroxvecdysteronc (2).

Atom $ whose structure has been established previously. ! shows

) 2 the substantial distinctions in position and multiplicity

of the signals (obtained in the JMOD mode) for the

ey 33620 37.46 (1) C(1)—C(3) atoms of the ring A of molccules ¥ and 22

e 4298 (1 68.72 4 (Table 1). whereas other signals of the C atoms of both
€3 71104 68.53 () compounds are close 10 cach other.

E:j; z;;(’) :j; jlzf’; ((('j’) The upficld shift (a8 = 3.84) of the signal for C(1)

and the downficld shift (A8 = 3.62) of that for C(3)
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indicate that molccule 1 containg no hvdroxy group at
C(4). Therefore. the triplet signal at 8 42,98 belongs to
C(2). whereas the doublet at 8 75.31 corresponds o the
Ced) atom.

The signal for the proton at § 3.31 in the 'H NMR
spectrum was assigned to H(4) because it has cross peaks
with H(3) (8 3.63) in the homonuclear HH COSY
cxperiment and with C¢4) (8 73.31) in the hetcronucicar
CH CORR experiment. The configuration of the hyvdroxy
aroups at the C(3) and C(4) atoms of compound 1 was
found from the NOE DIFF experiment and sclective
proton double resonance. Presaturation of the signal for
the axial H(2) atom (3 1.09. the position of the signal
was established from two-dimensional spectroscopy) re-
sulted i the nuclear Overhauser cifect at the He4) and
H(9) atoms. and not at H{3). This indicates that the
H (2. H(4). and H(9) atoms are close to cach other,
occupy the axial positions, and have e-orientations. The
vicinal spin-spin coupling constants Jy_3 gy and
Jy-im - found by the double resonance method and
equal 1o 9.8 and 9.7 Hz. respectively. unambiguously
confirm the axial arrangement of the H(3) and H({4)
atoms. Therefore. the hydroxy group at C(3) has
a-orientation, whercas OH(3) corresponds to the $-con-
Hguration.

2-Deoxy-3-¢pi-48.20-dihvdroxyecdysone ((20R,22R)-
3,48, 14@,20,22,25-hexahydroxy-3B-cholest-7-en-6-one) (1).
np. 213216 C fady!® #6157 (¢ 0.88. McOH). TR (KB,
vem Tl el (C=C): 1655 (C=00: 3420 (OH). UV (LtOH),
Ao/ {22 240 (13600). T NMR (CDOD. 300,13 MHZz).
SONY (s, 3 HL HOS): 096 (50 3 Ho Hik9): 109 (. O HL

HL20: 119 (s0 3 HL H21)y: 120 50 6 H, HQ206), H27n:
(06—2.02 (m. 14 H, CH. CHx: 2.04=218 (m. 2 H. HuD).
He3y, 240 o 1 W HA Ty 307 (s 1 HLD H9Yy 3.3 (m.
PHL Hdy: 330 im,  H HERD): 3,653 (ddd t H H) Jy =
908 Hz Sy, =97 Hao Jyo, =43 Ha 383 d P H HL U =
22 H BONMR(CDLOD. 73 MHzZy. 818 1 g, Cois)n: 2101
tg. C21): 215 (. Cadbb, Ceton: 239 (g, CH9n: 27.3 (1
Ce230: 290 «q. C260: 29.7 (. C27)y: 318 (1 Ceddp 325
(1 Col2n: 336 (1, Celyy: 36.0 (de Ci9)): 39.6 (s, CLH0)); 42,4
(1 C2H): 3.0 (L C2y 4853 (. COU3n 303 td, CH 7y, 574
(d. C(y 704 (50 CE23)y: 720 1d. Co3ny: 753 (d. Gy 780
(v, CER200: 785 ¢d. C2y; 832 (s, Celdn: 1220 (d, C(7y:
160.2 (s, Ce8y: 204.8 (s, Cih)).
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