98 % ﬁﬁ“& YL Ster01d4 B Vol* 7

EEM Steroid 0] &5

Hom o
(Received October 27, 1963)
Sung Kyu Rhee: Synthesis of Several heterocyclic Steroides.
Compound III and IV were formed from I and II with NH:(CH,)sNH, respectively.
Reduction of I with LiAlH, bollowed by PoCly treatment affored VIII. Compound VI
which was asumed by IR-data were obtained by treatment of NH,NH, upon I or V.
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EXPERIMENTAL

1°,4’,5°,6"— Tetrahydropyrimidino-{a-4, 3]-4-aza-5-cholesten( [ ). —3.5-Seco-4-norcholestane-
5-one-3-oic acid (I) 2 g(0.005 mole)} 1.3-propanediamine 1 g.(0.14 mole)d] g &#-S 11 N; &
Hirkol A i) 7] 3 excess 7 1.3-propanediamine & ¥ £ 3 F- 10 1) 210~220° & &= ARy
P& /EikEle. o] Muk¥E-S- cther-acetonitrile of] 4] #4719 m.p. 116~20°C ] [{#2(82%) &
QA = e acetonitrile 3 AL m.p. 124~5° 9] #filiE @5

(@3F—146.5°(C, 0.45 in CHCL) 259M6.03, 6.15 .
Anal. Caled. for CpeHyN, @ C, 82.01 H, 11.39; N, 660. Found: C, 81.64; H, 11.34; N, 6.96.

1°,4",5",6"— Tetrahydroprimidido-[a-4, 3)-4-aza-17 a-methyl-5-androstene-17 s-ol ([V].—
17 a-Methyl-3.5-seco-4-norandrostane-17 p-ol-5-one-3-oic acid ([ 1.5 g(0.047 mole)2} 1.3-propanedi-
amine 0.14 mole &} Jif¥¥7-S 3 Ny GAMirhell A SBMiAI7) 3 5 40ml-& Jnshe] FiFR, WAt
W ATHek s RURESE-S JES L 80% ethanol o #5/A] 71wl m.p. 240~1°9] il (71%)5 @A
ek, (@%—112°(C, 0.5 in CHCl); I 275 6.03, 6.15 4.
Anal. Caled. for C,,H;ON, : C, 77.14; H, 10.01; N, 8.18. Found: C, 77.33; H, 10.21; N, 7.86.

4-Amino-4-aza-5-cholestene-3-one (V]). 4-Oxa-5-cholestene-3-one (V) 300 mg &} JKEEER
8ml. -3 3045 2ol A et ob-% M ISk g HInEk oF-& ether 2 filildkaL ether
Ji2 NagCOs ki, & Niie 2 phigsha K3t kS methanol o] 4 #2719 m.p. 158~60°

K% QA A, (@F—57.4°C, 05 in CHCL); o 2.44m/p(e 13.200) [0
2.92, 3.02, 6.13 p.
Anal. Caled. for C;H,ON, @ C, 77.94; H, 11.06; N, 7.00 Found: C, 77.83; H, 10.92; N, 7.13.

3,5-Seco-4-norcholestane-3,5-diol (V).——(I1) 1g-% #f#4] 7] ether 50 ml. -§LiAlH, 0.5g.
9 ashe Mk ether 50ml o FiRshAA sl i 4N BT F excess g LiAlH, ¢
H,0 & ffaf4] 7] ether &} 5% H,SO, & MZHIEI T ether fi-3- 4yHEsted ZEmIst k8 90%methanol

2 A7) mp. 136~8°109 #55I(88%) S AA H . (a)B+31.6° (C, 0.5 in CHCly);

ACHEL 975 201 po

max.

Anal. Caled. for CoHO;, ¢ C, 79.53¢ H, 12.32. Found: C, 79.33; H, 11.82

4-oxa~5 a-cholestane (V[[).——V] 300 mg -2 POCl; 6 ml. &} 80° ol 4] 1 B[4 BE#EISFaL excess
POCly & #sl 5k Jokel gt ok NaOH 2 ijiffishaL ether 2 filif{slo] ether & %
3t 58if5% ethanol o] 4] #54kA] 713 m.p. 70~3° 9] #ik4(63%)& 7 5w 85% ethanol of 4] F#H
FA17)8 mp. 73~5° 9 KA AR, (@B +43.6°(C, 0.5 in CHCl); 255 9.62, 9.15 4.

max.

(Reported for 4-oxa-5 a-Cholestane; m.p. 91~2°; (a)¥ +48.0)
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