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Letters to the Editor 
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A nc~ phytt~ccdvslcroid, viz.. 2-dcoxy-3-epi-4~,20-dihydro\yccdy~onc ((20R,22R)- 
3u..4iL 14(z,20,22,25-hc',,:ahvdl'oxy-SfS-cholcsl-7-clI-O-onc). i1;im,t.'d coron;H;i-,t~.'rculC, w, as iso- 
lalcd l~'onl ,S~,r*wtula coronata and idunlificd by N M R spcctroxcopy 

Key ~'ords: );crramht conmam, phyloslcroid. 20-hydroxyccdysouc. 2-dcoxy-3-{7~i-4[,3.20- 
dihydrox?ucdysonc (COIOlliltklSlCFOl/C). In tllld 13C N ,~.| R spcclr:t 

A new ph>toccdystcroid, viz.., 2-deoxy-3-epi-4lL20- 
dihydroxyecdysonc (I) .  uamcd by us coronatastcrone, 
was isola ted by extract ion with ethyl  ace ta te  from the sap 
of the aerial  part of  the freshly ga the red  plalll Serrotula 
coronala and  purified b) HPI .C.  T h e  s t ructure  of  I was 
established lrom one-  and t w o - d i m e n s i o n a l  IH and 
I~C NMR experiments (JMOD CH, NeE DIFF, COSY, 
CH CORR, NOESY) and selective proton doubtc 
rcsolmncc.  

Table I. Comparison of chemical shifts (6) o f i h c  (7(~)--C15) 
alor'as in tilt: !;C NMR spectra of cc, nwmunds I and 2 

Atom 6 

I 2 

Cf{) 33.62 (t) 37.46 ~ti, 
(;12} 4298 H) 68.72 (d} 
()31 72.10 (d) 6,";.54 (d~ 
(7!4) 75.31 (d/ 32.81 (t) 
(2t5) 57.40 (d) 51.78 (d) 

OH 
2~ O H  - 

O H  O H 

1 2 

Compar i son  of the i ;C  N M R  spectra of  c o m p o u n d  ! 
and  the main e o m p o n c n L  20-hydroxyccdysterone (2),  
whose  structure has been es tabl ished previously,  n shows 
the substantial  d i s t inc t ions  in posi t ion and mult ipl ic i ty  
o f  the  signals (obta ined in tim . IMOD mode)  lbr  the 
C ( 1 ) - - C ( 5 )  a toms  of  the  ring A of  molccules  1 and 2 z 
(Table I). whereas other signals  of the C a toms  of  bo th  
compotn lds  are close IO each oilier.  

The LIpl]cld shift (,'d5 = 3.84) of  the signal lbr  C ( I )  
aud the downfie!d shift (AS -- 5.62) oF thai  for C15) 
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indicate tllat molecule  1 contains m) hydroxy group at 
C(4). -lherclk)rc, lhc triplet signal at ,5 42.98 belongs to 
C(2). whereas thc doublet  at 8 75.31 corresponds to the 
C(4) atom. 

The signal for  the pro ton  at 6 3.31 in the IH N M R  
speclrum was assigned to H (4 )  because it has cross peaks 
with 1"1(3) (8 3.63) in thc honaonuclcar HH C O S Y  
cxpcr imcm and with C(4)  (6 75.3t) in the hc tc ronuc lca r  
CH C O R R  experiment.  The  conl]gurafion of 'die  hydrox} 
groups at the C(3) and C(4)  atoms of  compound  I was 
R)und from the NOE D I F F  experiment and sclcctb, e 
proton double resonancc.  Prcsaturation of the signal for 
the axial H(2) atom (8 1.09. the pos i t ion  o f  the signal 
,,,,a:, established from two-dirncnsional  spectroscopy) re.- 
suited in the nuclear Ovcrhauscr  effect at the f t(4)  and 
H{9) atollls. :lJlcl not  at H(3). This indicates thai the 
Hal2), }1(4). and Hft-)i a toms arc ctosc to each other ,  
occupy the axiai posit ions,  and have c,.-oricntations The 
vic inal  spi l l -spin  c o u p l i n g  cons tan ts  JtI-3.H-4 arid 
JH-3.H,-2 lbtmd by the double rcsonam:c me thod  and 
equal to q.8 and 9.7 Hz.  respectively, unambiguously  
confirm the axial arrangenacnt of the El(3) ned H(4) 
atoms.  There fore .  the hydroxy group at C(3)  has 
u.-oricp.lati(m, whereas O H i 4 )  corresponds to the ,13-con- 
Iiguration. 

2- I)eox y- 3-epi-afJ,2 0-dihydro x yecdysone (( Ill R.22 R)- 
3ct,4~. 14~,Z0,22,25-hexahydroxy-5[8-cholest-7-en-6-one) ( I ). 
m.p 215--216 :'C. I~qn ~s +(~1.5" i~ {).aS. ,'Vl~:Ol.]) IR IKl:h-). 
v/ 'cm-l :  1610 (C=C) :  1655 (C=O~: 342,:1 (OH). UV (E l f )H ) ,  
k:n,,,/nm (~:): 240 t13(',00). )11 NMR (CD;OD. 3()(}.13 MHz) .  
6:{.).,$9 (s. 3 H. I-l(Ig)): {).96 (s, 3 II, lh191): 109 (m, I I I .  

H:,(2)): t.19 (s. 3 H, H(211~: 1.20 (s, (~ 14, H(26), Fh27)): 
1.0(~--2 02 (m. 14 H. C H .  ( 'tt2): 2.04--2.18 lm.  2 H.  Ftd21. 
1.1!5):.: 24(1 (m. I H. H(17) l ;  3 17 (m. I H. I-It9!): 3.31 ira. 
I tl. 11141): 3.30(m. I tt, I-1(22)): 363(ddd.  I ft, t-1(3).i~4 = 
0,',; Hz..J~.-:, = 9.7 Hz. J;.2,. = 4.3 t lz) :  5.S3 (d, I H. H(7~. J =  
2.2 Hz). i ; ,([  N M R  (CD~OI) .  -5 ,'Vltlz). 6: 1,"; I (q. CI IN)): 21.1 
(q. O21)): 21.5 (t. C( t l ) .  Ctl(~)): 23.9 (q, ((19)):  27.3 It, 
023)) :  29.0 ~q. C(26)): 29.7 o-1. CI27h: 31.S (t. (7{15;): 325 
(L (.'!12)): 336 (t, C( I ) ) :  36.0 (d, C(91): 39.6 (s, C(IO)):  .12.4 
{I. Ct21)): 43.0 It, C(2)): 4,~.5 is. C(13)): 50.5 {d, C(17}):  57.4 
Id. C(51~: 71.4 (s. C125)): 721 ~d. C(3)): 75.3 (d. C(4)): 7~;.u 
{,. C(20)): 78.5 [d. C(22)): S5.2 ts. C(14)): 122.0 (d, C(7)): 
1(,6.2 is. 0,8)): 204.g (s, C(6)) 
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