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glacia AcOH, and the product extd. with ether and distd. hons to | by wt. wns alwmt U4 The torprenes wer ar
to give pinane, 10 (0.8310, ny? 1.450R. IV was «imilarly ranged in the following ordet ol dectrasing rhorptivity ot
4 I: (1) pcymenc andd limouene, myreene; €23 Alearene;
hene,  Banary miats. oot

hy-lm:cn;ﬂrd over Pt 10 p~mmlhunr. ds® n.7g, oy

14301, Hinpete- ether (V) chromatographed with 1030 g. () -pinene, a-pinenc. aml camp
AL, and eluted with a2 ce. V gave 1A R g. sesquiterpenes. terpenes in Sierent grontps weTe = . e pitlys
whith were further rhmm.unnuphic.\\lv fg.actimpated o0 ame group were wepd . ditfinlely or ot at oib

AlL() 10 give 7 fractims frartions 6 wndd 7. rechsnmatos flennan Shotnik
sraphed i times, @y pure hisabolene (Vh, dis e Prd L1

thre e the
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SORM, ¥.; VERES, K,; HEROUT, V.
s g
On terpenmes. Part 36. The comstitution of calamensne [ia Maglish with
summary in Bussiaal. Sbor.Chekh.khin.rab. 18 mo.1:106-115 P '53.
(MIRA 7:6)

1, Central Chemical Research Institute, Prague.
(Sesquiterpenes)
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SORM, F.; ZAORAL, H.;%E}:‘!MLL
On terpenes. Part 38. On the constitution of natural bisabolol and
bisabolol monoxide from -tricn;ia 011 [with summary in h;glhh].
Sbor.Chekh.khim,rab, 18 mo,1:116-121 ¥ '53, (MLRA 7:16)

1. Central Chemical Research Institute, Pragus.
(Bisabolol) (Matricaria oil)
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HEROUT. v-; ZAORAL. uo; Som. ro
w—f-‘!‘~.
On terpenes. Part 39, Symthesis of two tetrahydrobisaboiols [with summary
in English]. Sbor.Chekh.khim.rab. 18 no.1:122-126 P 'S3, (MIRA 7:6)

1, Central Chemical RBessarch Imstitute, Prague,
(Bisabolol) (Matricaria oil)
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SORM, F.; CEKAN, Z.; HEROUT, V,; RASKOVa, H,
Isolation spasmolytically active substamce from Matricaria chamomills
L. [with summary in English]. Sbor,Chekh,khim,rab, 18 no,1:127-130 P '53,
(MLBA 7:6)

1. Central Chemical Research Institute, Pragus. 2. Imstitute of Phap~
macology of the Medical Faculty, Charles University, Prague.
(Matricaria o1l) (’lavono.)
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On te;—penes. Part 41, The sesquiterpenes of ginger cil [with surmmary in
Englich]. Sbor.Chekh.khim.rab, 18 no.2:248-256 Ap 153, (MLRA 7:6)

1. Centrul Chemical Research Institute, Prague.
(Sesquiterpenes) (Gingerol)
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1706* On Terpeneu XLIIL. |n'nn¢'| ]nmll‘l

T h.) I_Plivaf' V.
%&Comdlﬁa ():uc O&W

tions, v. I8, no. 4, Aug. 1853,

!

Infra-red spectra of uadlmmes anhydtolmlngibeuae and

calacorane show that these hydrocarbons

rbons differ from each other

merely In their spnunl configuration. Tables, graphs. 28 ref,
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HEROUT, V.; SORM, F,

S A ey Cinniap,

Components of wormwood (Artemissia absinthium L,) and the isolation
of a crystalline pro-chamasulogenogen Lin Fnglish with summary in
Russian], Sbor,Chekh.khim,rab, 18 no,6:854-869 D '53, (MLRA 7:6)

1. Department of Natural Substances, Institute of Orgnnic Chemistry,
Czechoslovak Academy of Science, Prague. (Yormwood) (Chamazulogzen)
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HEROUT, V.; KULOS, T.; PLIVa, J.

—— R AL g
Terpenes. Part 49, Sesquiterpanes of the cadinene type in Javanege
citronella oil [abstract; in English]. Sbor.Chekh.khim.rab. 18 no.6:
886 b 153, (MLRA 7:6)

1, Department of Natural Subgtances, Institute of Organie Chenistry,
Csechoslovak Academy of Science, Prague. (Cadinene)
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is Z qaa] 10 U M3 RS - g e+ :
. ;¥ - : TR axed 1.6E T petr. et
1 F‘mmisié_ﬁmp.(&edﬂ s . Yo W sec-tutyl-t-wdhpbia-itapitpen
Chera. Listy 47, B8 3, “’”% ‘- “whick: was gtor{xtztlrnf h boiting with
E . Cardtinuns, 19, -134-34(195¢ Kig English); ' cf. C.A. 4, . < femelhid-erec-butyl-dsapra benrare ()
- 37045, —~Comparisan of the infraced spectee of demane and’ - -7 4, 05614, 1% § AWM. The sagre oot
- fsynthev.;c_x,1-d:methy_l—2—:ec—hnt_y!-£-lsapmpyfcydohmne © 5 follows:  carvernenthons (3 g.) refitted
] (!)_.contmdu:ts the Ruricka- van Veen formula (C.A. 2¢, L BuLiCerom 1.5 §. Li and 12 ral. seo-flu
B 11i7) of clomal (T1). Dehydrogenation of fetrahadroclemene yielded, alter chaunatography; Dareibdl:

(IT1) to lancthyl:2,4-diisopropyibenzene (EV) proves that e et
s the skeleton of fomethy 1-cthyt2 4dilsopropyleyclo- {’:gfdf{e"d"fv‘;"';“:; 4‘;’;‘;};?"‘“% ’R"’" i m,“:",“

B hoxane (V). M isolated from the dist. residucs of citronella b Iy R
oil by vacuum distn, was ch:omatégupheq and purified lt’:olgg‘;“ I‘,“t:\??o;gf:'?ﬁgrgﬂ cg?t&"‘ni:‘;{z{:}‘“s

: 'h“’".“h us phenylurethas, n. 111-127, to give pure 11, m. T.ediisaprapyliensane (X1) war ryntheilsed as b
§2.5-3.5°, Debydration of 4(‘, . Eetrakydro-1 (obtained by earvameathone (e 00126, #4 1AIGEIZL ), red

- hydrogenation of I over PtOy) by beating with 220 g. 85% fmin. with iso-Pr e, froe 28 g' Thand :
HCO;H 1 bir, on the steam bath gave, after chromatographv - . 1 § . g-m‘.zlh‘yl»-l.k'-d'; oAb tiudAky

| gl distn, ILE I o ey leating 245 H azd ' ) witg dehyérated wich il
095 ¢. . at -~ gave 085 ¢. IV, bu ) : pé o ;‘31
dia 04563, m\g 14045, Quant, czonization of I lndicated . +of e cienpd., T $0-00.22 wheh 1

B 1750 couble bonds, X was syuthesized ss foltows: refluxiog ‘ L@‘g'_“'f;f ‘;‘gf:ﬁ;p‘:; : ;‘i-‘b&:“: ‘

B 21 ¢. 2,2-dimethyleyelohiexanone in 210 ml. CCly with 37.3 . Uminssy ‘communieation. ¥, Sorm, .
g- %ﬁmxcéfﬁu% ff;d« ultraviolet igg:xﬁﬁﬁoiw‘ ~r e - Herauts —Chamai Lisly 4T 1(07-8(10 1&1

min. gave 37 g 2,2-<dimethyl-0-bromoeyclotfexanone, m. . 7 < slde. Cadm. Comipveins. 18, 537-{1933X Heriglish i+
] .’».':.s'»«'iz" (from Enctr'. cthcr);y(hc dehydrobromination of taiis of all known data dn the elezndntary pmlyscsb LY
which (35 g.) with 230 ml. collidine gave 11.9 g. 2.2di- = = . zulenk dnd its declvs., oit the hasts of oliikatian i

methyl->cyclobesenone {VI), b. 175-82° (decampn.). . zad of infrared spectra detns,, the-

Refluxing 1 hir. 11.0 g. VI with a soln. obtained from 10.7 €. . champzulene, " Lédimelhd-T-ethyladw

Mg and 31.4 g. iso-PrCl in Et,0 gave, by way of the senti- g:::ﬂ LI The structure of 1

| carbazone, m. 157-8°, 2.22 g, 2.Z-digndkyl&-’isoyapafcyln- T : e, Miroslav Hotub, - wad : Viastir
_ hexasnene, (VIIY, b 103-5.3°, dx 08082, n%3 1.4540. Vil . Listy 41, 14 W;gmf’ﬂ); Catlectia

| (1,03 g.) in petr. cther refluxed § hr, with a soln. of sec- . Comisuns. 1341004 in ¢

* BuLi made from 1.5 g. Li mud 12 wl. sec-BuCl, gave, after * " (1), the bitter miaciple of the ront of Li1d

chromatography, 0.6 g. t-sc{—&ulﬁ-z.z-dimclkyf-&-ua‘awp.j- : is n diester of angetic acid and Lyseral (N0} )ul

cyclokexanal, hy.y 93-8°, the ‘dehydration of whict with a bicyclic tetrahydroxy kcmu‘g. tQutod t

HCOM yickled 11-dimethyl-3-séc-busyl-4-s0 ropyleyclehex- ‘bourid to three veighboring 1 atonis, andid

Lene (VHI), e 103-8°.  Hydrogenation of in AcOH over -~ C atamsg in same o:t_m part of t‘he v, _

P(O; gave I, di 0.8412, w38 14601,  Dehydrogenation of ether extn., ni. 117° [o%? 100, mels vl kR by
VITT with S (7 hrs. at 150-240°) zave a compd. distg. at .14 drogeited ovet P10y in AcOH gave grinitine,

' ’ . . . . m. #3-6° (from petr, ether)  Sapan,o i yﬁﬂl =nd.

ml. 1.2 N Ba(OMe) in 10 it McOH:at room @uip.. gave,

ST e e R A bl

o« e

» 3
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U ALE vardaryaphylicaate; e 10U (. ryaphy i
7 lemate, by 120-16°, and 40 g, di-le Im,qmryapii' enale, ! {LERA j' it i
he 1I0-2°, 53¢ 14403, la}'? 3200, Refluding 37 4g. T84 : ‘
fres. ith 10 mb. MeQLE and @ few drops af (150, guve 134 g,
5:{0.0"/) e M kdnld{d'j@’?ﬂ:mlh'. by 180° (118). TH
3.2 g.(s was treated with 55 ty int 'i{!’ m!.!(.‘dh.'(l-.‘r:: ;ﬁlv&m:
evapd., ¢n sacwo, the cater acld clilorldz aile . with Clfg mue iy
adhded to & banzene <ofn. af 1.2 cquiv. Me,Cd to give, after hiydeogenation, witzuth mu‘uhumu! Ltrg “?.;‘;). '~v lé-
heating 10 min., decompa. with ', H &S0, and ether del-:m!la‘ﬂlnu (158} wlsa Ledmg to (hc@i‘m e : ll.
extn., 2.60 g. (83%) e 3{2.2<diathyl-t-acetyleyclobul ) Ozonizatian of E shigved the rasgnce of et ylene ':Nr)‘:.
prapionate (I¥), by 132-8%; teuarbiiane of the free Er{a Baud. !iydruﬁcmulm of Lin 1101 over P:‘1 on C. «.4;.1;
2ced, w. 1056%. To 4 g. HgCleactivated Za du 70 il vated \\‘uh anitollug vapery, give W, trantreh "3}‘;’; MPE .
C.H, were added 6.5 g. IV and 1§ g. BrCHCO:Ma in 3D ml. m. 151 WL m. 87847 (bam pate ether-Lly n
C.H,, the mixt. bailed 19 min, decompd. with 105 H.80, shacred the petsaiee of 1 Gy group, gave, by S
and extd, with EGO, the residue dehydrated by boiling 2 tion over Pto In AcQH, IV, Lallx, 4o 0 8510, €% A
ties. with 40 ml. AGO to give, after chranutography, 2.43 ‘gad o ale., CuHiQ, tyg 10 (,b‘""hd-:"m"'ﬂ;, :"::rvio-
g Me 3-{2{2-carbamethosyetk )-3,3-demethyleyclobid fllerots- tiydrogenation ower deactivatol B4 gave dibydiot i R
waie, beas 110-17", which hydregensted over P0s in AcOU lin, begs 130-4 J\}i“h“m’!l’uL Infrared W‘“‘"‘" a i 21
e e bl mboneboneiol ety Y e A A S
but 18 g.. £8-84°; 8-{2.({3-carbometkon I 1 % 4. 4g 212 0
e:;zy?}ilbgm}xy}k;glgéugﬁb}‘:yrk ac:'z.( b(... 194° (tm[y;; sl@m).-—‘l‘he umlvh off ,;hlkylaza!cnm is bmal ot dt"
ternp.) (abtained by alk. sapon. of the ester} (0.65 ¢.) diswd. eraat Ry walues chitained by paset c}”ﬂomﬂw;m‘h!’l:b‘_tli
with 0.65 g. Fe dust and 0.15 g. Ba(OH ), gave 260 mg. petr. ether at irztionasy tl%l{ 35‘7’0 /t'__“g;o:r?.ﬂ 2.70“;
544%) 2.8,8-trinethylbicyclal0.2.5]nonan-{-ane (V), by 130° hases. The Py vilaes wiph i5, 45,20, a5, 8%, L~6- L oo
Sbnth temp.); semicarbezome, m. 176~7°. Anather prepn. .l"o.é reap., agn listed far 8- umaqulcnao\qh(). OJ‘:;- ey
started with IV (3.53 g.) which was refluxed 5 hes. with 1.88 .43, 0.88, 0.57, 1.0), setfranudeee (0-2. A 5080 =y
g. NCCH,CO:Et, 1.2 g. AcOH, 1.2 g. AcONa snd 5 ml. 0.47, (.85, 1.0), chamazslse (0.03. 0.33, 0.47, U-w_-’ .
_Cetl, to give 2.31 g. (459) E¢ a-¢yano-8-(2- T-carbomeikosy- 0.03, 1.0), and 'miues fuy & ugcgu&)a% H,Z C:'- ':"!5‘-1[;6 oA
ctbyd )-8, Y. dimethyleyclabudlicrotenate, bas 104-8°, which 5iven fac Se-qguaissalene 11.86, 020), t;rc;fxw_?-g A
hydregenated over Pd o CaCO; yielded 2.15 g. Et a-cyana- 78}, aud “"f""’?"’k“ (4.0 ’éo'oi‘,)ﬂ'{ Lt;”.ﬁm{l::cgr{iiy ot
8-12-12-carbametbaxycthyl)-3,8 -dintethylcyeln wiyltbusyrate, were developdd with Hal) or <y Iy, U‘H e
be.c 163-3% (V). Heating 1.98 g. VI 15 ke, with 10 ml, Unifazoteme with dhamatilens, F.: né ; ;JMJZ'IS«:
HCI and 5 ml. AcQH yielded 1.53¢- (03%}5—[242«ar&axr~ K. Tikeds, lid. 281-43; nign  Corclioslcr, | l‘i'nd:
cthyl-3 3-dimethyleyclabutyllbutyric ccid, bes 180°, which . Commuren, 14, 1 s Kin Bn"m‘)'_hk"uwhﬁeﬂ 4
ielded b, cycﬁi:atloa 48, Vj. byy 112-14%. The remicir- agufene (C.4. 34 ; 48, TT07) with clamnsu "of >
azane of ¥ (369 ¢.), 450 mi. Na end 9 ml, EtOH wece heated dicnethyl-T-<thyl vay proved by mited Emfpct‘j‘e he
) hes. at 200°, the mixt. dild. with H:0 and eatd. with alf uzd. by comparisan u‘ xv i : and
- Ht:0, and the residue after evapa. of the Et/0, was chroma- ‘ ptmxs_l‘_avx_\thes.-a la it dudders
tographed to {km 105 mg. (-tc:i%) 1, b? %5—-105'. L\vu (Phxm. ul?: mi:g:x‘:n:&f:ﬁl‘«::‘ﬁ:u'«:;‘t i:pﬁﬂ:{;’ ;cdmby'*
a'so phtained hy the Kishner reductiqn of the semicardczane ¥ 11653 : cazuleni: ted |
o S Soema, of ol defh 351 peipding sbste). D Hustlicks A

teae eqd lectarolliidia. Vhoilisd i Viny Basie
ad Vidistindl Hijeat. 14440 132 - R jrais
Aot buetsrasnlene eam Ladirhis foran; (
eonfirmad as Teditsprapesys Ld-dinethyinze

X
x

MEROQVT, 4rwa«~

VeADIm IR S‘y/(”g A, ViASTIar e

b
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i
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_ — —-Bubstanees- of - Aptemisia_sheintihun &ad selution of .

‘grystalline prochamuzulenagon. Aastipi] - ;;i&‘wlmd; ]
Frantidek Borm (Cacch, Aknd. TTPa ke, il
Chem. Listy 47, 1011-52(1953);  Collection Cechanlew.”
Chem, Communs, 18, B-69{1958XKin English).—Fron;

- 'the petr. etheg ext. of A. absinthkstm, 2 hydroxylactont C..»"
-HuO; has {solated which is believed to ke 1 compld
“fsom which originate the chamagulenogenic sibstanoey

(pruhamamk:wzm) I).. Bxtn. of the dry drug (70 )
with petr, ether gave 197, of an ext, conts. 1.487%% chania:

“sulene (11).  The ext. afcsotved In 9 L petr. ethier extd
with 8 250 ml. portions o 7 washed theee thues.
with 300 ml. 8% NaOll, 214 and evapd. geve 423 4. of ai
‘waxy substance {feaction A). Acidification of the alk.’

. washings witi dil. 1500 und extp. with E6O give 18 ¢
dask-green aclds. Il f. the EOI fiom the ageiles’
exts. and extn. with 1.0 vickled 10.58. (fruction B), contil, |

5417 1L C!wunmtogmphy of fruction A (29 g.) enve (U

s Coligy 1 0ed” (saier subly 1au" /ol BT}, WILXY CIOY-e-
enoid compds., (0.8 i) ester with sapon. na, 0.5 (Cy

*HnOracid), a compd. n. 103° {froni AcOTER nnd potr. ctht:r&,

a inixt. of (3.55 g.) alcoliols Culin0 and CatlaQ (JIL), o

- 74-5° (from ‘AcOEt and MaCO), 3 tnixt. of 30 mg. of fkjl- :
tosterols, m. 130-41° (CnfTn0) (ncet-deriv., m117°, fromg

' EtOH), and palmitic acid, m. 81° {approx. 1 ¢t} Praction:

* B deposited 1.1 & CallxOyy m. 105,67 {from 6".-!5;0_1{ o

: Chromatagraphy of the rest (0.4 g.) yleided 0.8 g:s‘:ll .

. 150 mg. of o compd.,, . 1149, 045 g. absinthin, . -Th,
and 850 mg. I, . 199-12° (decorapn,) (from CuHL), sal. fn’
DA, Me,CO, B0, and EIOH, siightly insol. petr. ether,
CS;, CCl, Q. H{ydrogenation of 1 in AcOH over Pty

. gave, after chromatogmphy, CulxOn hey 160-6% (bauk
\cmp.), Cullu0s, bi«m 130° sb:uh wemp.), atd o gompd. 1
108, Supon, of 1 with 6% aic. KON under standird,

» conditions ylelded upan dccar%oxylmlon 1830 o0

: - . Hudliexd
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/Rerout, V., Keil, B., Protiva, M., Hudikky, M., Bmett,

] e.ou ,.- i Lab:m\tonii 'téch'nika mnmick(-‘chemh:._

¢ H Prague; Nakl. CSAV. 1984. 756 pp. Ké 86, Re-
— . viewed {n Chens Listy 40, 1415C1085). - _wwetime.

Merout Y., Keil, B., Protiva, M., Hudlliekxy, M., and Out, J.

]
1

Orcenic Chemisiry Laboratory Techniques. Publishing Hodse CSAV. T350.
7§ipp, Kos, 86. Reviewed in Chem. Listy4g, 1415(1955). ‘ W
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W&k rom chamomile (Mamcnrh'
V. Herout, and F, :
T—"r'm <Rl Todus rﬂm"‘”“‘
—-c: ! u.o.. i

: 60' (du:ompn‘).
" hydroxyl group of
: crvst. lmm Mairica :

- of chamazulene (IT), ‘l‘he u!lmvhut absoeption upxmxmt

s ohowed & max. lt 243 » Tog B 4«'!2 On hydmgm{lou'; i

| m B v
© 2.0 equiva. of H were absorbed and 2, Jm}b&blg stereptios
meric, lactones nH..O.. m, 115,5°% an were lsoe
Steam distn, of fu‘ 70-75% by the elimlmllnu
of 3 HO groups and snbsequent decarbo cac‘jo tion.
&, roposed as an intermediate In this r n (Juu
endicr, C.A. 47, 10800z) and the name yualazulen t.dd !
ls suggester. The name guaianotides proposed lof.‘ :
3 mntfﬁ a lactone ormup on ¢ guabne xleton,:
The antiphlogistic activity of I has been Jound to be at Joast'
“equal to ttm of Il M. M. Bendgr,
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: g * ARt R L
,f‘%rcsoncn of 1,7-dimethylo4-inopropyldacaky .
- 3 h&: cmm%'nmm I%0. M.mm f{ :
01 yuad X H m t (Caispls, l\r 1l lm;'ul.‘-rq A~
: Sr=The Cs Tﬁxon of besprpaeflies
--.is e:t-\bILhul by !rmuug dehgiiraluacd withi-il .uul hm-
caeqroent duliydrogenstion with 8, which sicldi s wash i“u-
Aunie hydracartion. * The consts, of (he free h\i'lu\‘ﬂ'l)llll. .
Jut rute, end yphmite eareespaud (o o e ol 1,7 ¢‘lm\t
4. u«,nmp)lunpflth HIETUNN ml tn r.m.mml..» duviva, ol
; Granp: W l’h hhiw =

4 .«.éa.c"»-'vg.ia_:uuvxmm.uuﬁm.:«h’mv:.-‘-n,w -

RN Rar b et s g e g e
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HEROUT, Vlastimil

New possibilities of preparation of chemazulene. Cesk. farm. 3
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/ y o w;&,lsgg;:i;m:; elemane (1-methyl-1 ‘%5&%«“@3@%' hmﬁﬁd'}d }?} ciifg'faﬂlmwl zr P
: L - : yijokesandrie s o 112- -
. erout, and Fraati ; sa—t6", To cthylate KNHy, prind. from 16 g, b
m— L OO e T

3 Pra B4 118, Lts N 1 ] i
g abetr.—Synthetic £ 4 X iisobropvl.. boiling Bt:O, the NH, was drive e o T
: cglolxmgnz (Dis id{nticul witmﬁlzhglrmig_’nomml-i ;&Itl}m?ooﬁul. BhO:vasad?ire!d é:,:{slu;il,:;%{:;n} ‘.5?‘4";‘ . i
uct of elemol. However, I5-diisopropyl-3-imethyl-2-clhyl- ‘vms: :ie:; tn'fulx lot' 2 l;rs., Pt 0wl 0
cyclokexanol (N) is not identical with tetralydroclemal. | ‘the aq. |a';.—a(;,n;:tﬁ'§tu6edtﬁg bﬂ{ """f,'f’ “rih HO, °
One of'the three formulas is suggested for elemol. KOH, HyQ, dried, the Bt;0 ’c‘,;,pd,,:fu{ C{‘;’nfs‘i’d&.'ﬁ,ﬁ% :
with 260 ml. Al methanslic Fe(l,. Trutiy;g the Feeom- . 1 |
plex with €00 ml. HCI (1:1), exty, the mixi. with B,O, . | . |

t
' _ - washing the ext. with dil. HCland 130, exes, theethersaln, | | - -
g Y : 2 _repeatedly with 5% KOH, and strain dist'. :_h:‘aug:gl:. R
H ' - I\)H H0>(' .Xitlded 17.5 g. 51.:2%{1z—ml[.qc.':.m,y{,;-iupmpi&)\clo‘ : ‘

, . cxanone (V), putes b 113-0.8°C18.5 0. ;' semicorlucone,
poR2. Sispension of dry MeONa (prepd. from 23 g. Nu)bn . “soin. (P (orend. hao by s LB e Veoa '
200m fce-coal‘::vdasmixtcwassaga . & 2t ‘o"f?fosml'c‘}-"' and - peCi), and heating the mixt. 1.5 htn, gave 2.1 g Ladi-

+thone (b, 04~1.5% i3 1.4543) in 300 ol CuHy,  After 48 S0propyl-2methyl-2ethrlcyclobiedimal (VL) b, 141-5%. -
hrs, at room temp, under N ntm‘.‘. the mixt. was dcu:::pd. ket w;:;'%“ ?‘oll‘s £ vl by heating 40 min. on the steam -
!with H,0, the CiH, lnyer repeatediy extd. with 7% NaOH, . aot hydm‘ev:a ﬁgn Cx:;?hgf 8{1 Ve 11;::():;!. chromatogiaphy, /).
the alk. ext. was extd, with Et;0, then acidified with HC1 112-13°) over PtO; “'e‘f'; :' f}: ‘f" r;u:t.\.on (0.9 1., by
21:1) to pH 6, and extd. again with Et;,0 to give 47 g.° cyclokesane (VIT) dn'(ESv{SO ;l""; l’l“-('éi-g 3?}'3;‘4L'é°.f’0P3"
83%) 2-meth I-5-uopropyl;s-fom:ylc)vlokexananp (farmiyh of VII and of elemane ohtnined istatred nirared saccten
carcomenthone} (IM), br"132-2,6% “Etherification of I1  4oo ttontical i 1Y {otal red ‘,:;“‘i‘{‘ ":l;";’;""
. L . el g M. udlic :

[}
.

i
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A FRNUY PRI 5

Fo

v FlERoUT, Vi o

! 4. LXL é:- ttution of prock lenogen ¢,
—mm%"’m:uf of chamazalens In Artemisia absinthium g @

Viastimil Herout and Frag el & (Caes g TUN
PRIy, CemLitly B, 7“3 »H Cnﬁmwn G ec’fo:i;.
- BT ommns, 19, 795-7(1064)(in Engllsh); el C.4.
c 7‘ 3‘ bm 49, 4586d.~—Prochamazulenogen (X2 double bonds) (C.4.
- b3 5 49) 997c), m. 133-5° (from EOH), la]32 —40°, reduced
with LiAlf- in B0, gave a ghusy proiluct, o twice unsatd,
triol (1I), the dehiytlration of which by 0055 HCOH, by
KIS0, or by p-AeCal 1.50;H gave only stight amt. of an
azulene,  Delividrogemation of 200 mg. I by heating with
- 20 mg. 530 min. at 180-105° yiclded by putr. ether clution
2 g. guaiazutene (1) and le' C.H, clution, 45 mg. of a new
blue azulene, arlemaculen” SHWO (IV) (infrared, visible,

and ultraviolet s{n)tc!m Kiven); CHL(NOs), compd., m.
).

, 192° (front BtO Reduction of the wather liguors of -
pmch:nnnzulcnognn (loc. €il.) with LIAH,, aod dehydro-
genation with § yiclded, besides small nmts. of chamazulenc
and 11, IV and o violet azulene CyHuO;  Colli{ NOsk
compd., m. 163-4° {(from EtOH) (visible and ultraviolet
~spectea are given), A lactone (V) abtained from I by catas
Iytic hydrogenation, was ‘reduced with LIAU, to give o
diol CisHxO1 (VI): bes 18572, the dehydration of which by
refhuxing & min, with p-MeCHISO in xylene yiclded an
’cﬂtct (VII) CutinD, b, 1477 dn 0.008), n'? 4961,

{f/“ L _'}
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“yiastimil Herout, and Frantikck Sorm

Litty 48, 107175 Collestion

Csickosloy. Chem. Communs. g
i 19, 7u8-804(1064)(in English).~4& i lehyllmx{:lu’loxy ‘z
ram

; Inctone Cq1l!g|0' (X) conig. 2 double s, lsola

M. chamomilla, la a source of chamaealene.
i drled flowers of M. ckamemilla with cold ge . sther
108 g. of an ext. which was 1
~extd. with ten 1000-ml, tons-of 3% sq. KHCO
‘3; tayers were extd. 4 tintes witht 500-ml. L0,
cr ext. evapd. to give 8.4 ¢ h
2.5 ') 1 (prochamazuléene), ol 188-60° (from MeLO-s0-
0). 447 mg. 1 oves P10y In AcO
one eluted with petr. ether, -

1

v Prd Hydrogenation o

diasolved In

gave gatd. conipds. CuHuO4

§ m. 123° (from petr. ether}, th

: 115.5° (from petr. ether).

and extg. it with EtO gave

s slrupy residue w

Pag, 43 Kg. |

A

an
ich yie

pate. ¢

e other eluted with CiHs, m.
pe Heating 100 mg. I In 1 mi
+ TOH with 50ml. 2% AcOH 30 min. at 50°, extg.
-~ gion with Ets0, treating the ext. w
. the soln. with Et0, acidifying the aq. layer with AcOl
33 mg. dark blue liquid

the emul-
{th 2% NayCOy, exig.
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. , guais-
“sulenic acid (I1); Me estet, orepd. by Cli;Ny, dark bfue ol ;.

; “(If). Infrared spectea of 1 and of the two sl
; nrl ultenviolet spectra of 1L 1T, and chnnwu;}‘cu& m glven.]:
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‘ -Bek Sorm (Crech, nkad. v, Pragucl. - Chem. Listy 4a _ _ Ty
: * 8B2-5(1054); of. C.4. 47, 7736¢; 49, 007 —~RLOH exty. of . : o
i \&8.5 kg. Lacturing deliciosus L. gave 1.8 g.: mansitel, m, - ) i !
~Y68%  Prom the C !!. ext. (6 were balated? or, o:laal ’ :
.vtwmlc. m, 110.5°, a ’af ! er Jl‘f&". o, mr fa} :
; =131 accote, m. (74, ol — AD'g. actyl sthanate, EER ;
: R © o vm. 35.8°% by 160-87° (qurared lpectfa given), LA L Wt
: P latfarunlflmt l) i1 ¢. m-iazuhu, m. 04.5% and hcﬁxro—\ ;
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T Aralénes Tioa Arlettila plante; ™ Minﬂl Htlﬁllﬂdilr 7
Frantiick Sorm. - Czech, 85,240, Dec. 1, 1055, A mui. of _.2-Zo—~
-3 kg. dey finely cut Ariemisia nm‘i 1kg. Nn()l{wdismlmal i . C .o
in 20 L. water, heated for 18 hrs. on » steutn balh. il : L
_ slowly acidified with & sola. of 1.35 lzl HM% IO init l." . o N
7 ‘water, The mixt. was steam-distd. and the azuleng lhy\:r e : '
. to give 17.3 g. of & crude mixt, contg, 315 nzuliines’ :
~ (1) Scpn. was fac llw.:d by adda. of 1 L of ligralne wliich -
N\ was then distd. off in sacxe. Tihie residue way dissalva) in
100 ml. of ligroine and cud.kwith 30 ml. of conedi ncu. O
The ncid soln, was ikd. with 000 ml. of fccwater and shilen i
with 250 m!. of Bt,0, After evapg. the E,0, the resiilue = '}
(5 8 g.) was taken up in ligroioe and chromatogrupheil iiver
60 g. AlO,, vickding 5.3 g. of n pure mixt. {f IJ hﬁ'li;'n‘{)—m)‘ -
-~ n

——
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and V, Herout .

s e
Gneé!foslouk Prague), 'y & indetyyt
1869 . O, @, é’MIc.~thu.ofArlmuu “absin |
‘s orlthi petr.ether or EtOH ldsaoompd l(l). m 14y

2 {de u:ompu.)(from ac.). + biydrolysis of Lin the pres-
c_e_'o“k followed by ac| dbm..yxd- 13% chamazulene,
 Infrafid- nd aniluinthine 'ﬁn (CulyOy),
$v are'almost Identical, hut their net clear, g
m‘med from L duriug extn. The lm’mted spectrum of
uh [} e chmcteéstic lnf ed ahsorpllbu ol ] ye

_ b @) _
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HOLUB, M.; HEROUT, 7.; SCR, F.

Synthesis of cX~blsabolol - a spasmolytically active sequiterpenic
alcohol. Cesk.farm. 4 no.3:129-131 Apr 55.

1. Oddeleni prirozenych latek, Ustav organicke chemis, Cesko-
slovenska akademie ved, Prahs.
(ALCOHOLS,
> .bisaholol, synthesin, spasmolytic eff.)
(MUSCLE RELAXANTS,
spasmolytic off. of o(-blsabolol ulcohol)
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~ %7, Rerout, und. B, Sorm (Caccl. Aknd. v, Prguel e’
nphpprepinty 49, i .

N v " ek 770-8(1055).~Latlariu} -delieiosns  Li
C. L E C H : cmttaing originally only orange preazulenes, one of which () :
S fwa prinsary OTL gioup and guatnne akelcton, aud prabably :
s 4-5 douhie honds, The other two onange coptpdss frotated
by. chromatography a6 an uldehyle huving fewer double
bamls than Inclaioviolin, and B kydrocarbon coutg lewer i
Aanble honds than lactaraulene. nimred spectra of fand! | |
of the product ohtained by ntalyllc‘hydroﬁmﬁnn‘d fiage
taroviolin nre ghven. At in Collection Caechoslon. Chern. "
Conmans. 20, 0 2, Fi0-11€1963)n English). RN
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wm }f«oul, amt R, (l_zm-t Ak
Kgglgj. TR 49, 043 W{%’g)- CW|
yurocaston Cidlye Isalated frim iwtet ﬂu.z uad ju't ;m
ails and also obtxined by pycolyuls of eletued bearvate (1),
.was nanied ﬁ-ckmc':u: m:d strustuee B prapesed, for it

Lo . i

. m) . \' (R I
l! L.uhtcd (rom. the na(unl oils, b. 113:-14°, d” 0. 8802, td:

-1.4943, [elif —16.9% Ity oxshization. ghve 3.8 moles’
" CH,0. punﬁed by hcating the crude product I he, at:
90-100° wnh MeOl, be.g 100", was decomixd. by! l:e.ulng‘
(15.6 g.) ut 100 mm. and. 21(3—40" to give 7,4 g crnde and 33
_§- pute ﬂ b 1‘.8~‘l° ‘duﬂ 8803. u‘b .4049. lalp —11.1°,

M‘_ 'Hud]ick'
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7-pentamethoxyfix

*? Plant substances. 1V, Isolatlon of B-hydaxgaz—&‘;!’.i‘,d.- c p

vone from - Artemisia

Zden&k Cekan and Viastimil Heront (Szech,
1888); ol C.A4. 4D,
*(C.A. 49,097, areo-

tm

‘neously repotted as m. 168.57),
was identified as J-h;droxﬂ,) ', 48,7 amatAoxyfiarone (1)
for which a name arlemetin is suggested. Mem{uuan of 0.6
i‘( I with 6.5 g, Me;SO, in 20 ml. 1096 NaOH and 10 ml..
&CO gave 0.4 gi 3,4, #',6,6,7-hexametpoxyflavona (hicxit
tuethylquercctagetin) (l!‘). . 142-37 {fromn MaC Si:m-
PrhO). " Refluxing 0.5 g. £ 9.5 hes. with 90 ml, 48% HDr,
und acetylating the erude product by refluxing 3 hrs. with 20
ml. AeQO gave 03 g. J,J',l',5,6,7-hcxaacd,vlqrmczlaﬁelﬂn ,
ggl), m. 216-17° (from M&CO).  Refluxing 0.25 z. 11 8
. with 35 mi. MeOH, 0.25 g. KH
and crysty. the product alter acidification of the miet. from
BtOH gave qucrcetagetin. (IV), decomp, J00-5",  Alk.
hydrolysis of 0.5 g. I by refluxing 10 hies, with 95 . 0% ;
KOH fave 3,4-(McOLCH,COM.  To prove the position ;
of the free OH group in I, I(1 g.) was dissolved i 20 ml.
CJLN, 0.76 ¢. KOH and 25 mi. 1,0 added, and the maixt.
treated with 1.5 g. KsS,0; In 50 ml. H,0 and 0.75 g KOH in
36 mi. HyO. The mixt. was acidified after 24 hry., the ppt. -
filtered off, the filtrats gtd. with Et,0 and heated 45 min.
at 1005‘ ;}ghml. e?.al;‘!]m’mld 3g. N{i};SO;.ﬂ The prod-
uct, nys iT »pentamiethoxyflavone, m.
246-61% (Trom Mes20), dany

 with p-betizotiitinone a ged i
inone of R tes, €
‘gg on‘er: (l!‘lrl:n !?nvone !Pm‘l mﬁmd#.smfgm ?

A, veg, M ‘(D

Isolated from A, absindhinm -~

CO,, and & ml. H,0,'
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alidn.. 1.

m LXVIL. Hydtouwion produm of santonin
tone, » Milan

e igth 5«@%‘%‘ e
, Hydrogena of santonin lg vatious conditions
pve!-oa: ‘Ihamnolda (lf ging t0.3 ltereo{wmeric .
lmu (s, uude) Mure lmenslvcb tiot yiclded

were tmulnfmed to

J.lt-nmnhda (IV). em.« by Clemmensen redue- .
:tion {which caused a tw'm lmm the series ctaa), or
ivia eth thlokeuh (V) ratios with Raney Ni.
Red whh‘.l.i.‘. Vl! 5J8-mulaudwl (VI),
reduction ol 512-olaulaadd4 clovu (Vl) nve

5,12-alantandiol (VIII). The diols

cyclic sulfites (lx x) Dchydmtlon of .

n-mntanaxuh XI), that of VI yielded ag
alamn-u-ol ). Hydrogenation of 24.8
: {eOH over 800 mg. Pd on Ba-
l{CO. yidded 18.5 g. Ha, i . (a 30°. Hydmlysh
the mother liquors ylelded 2 85 10. 8%) 3-0x0-5-hy-
sanlanoic acid (b-serdt), m. 1 slrom 50% Me-
a‘lgf JQ’l' The at !mh M SOM in AcOH

Hylrogumation sbtih el (s iMeoc!O‘ll |

mgen tof? over Pt n A gave
ilﬂb 1. 213-15° Ymm MeOU), (a}Y? —~B.6%.V Hydrogena.
liono{4g I in 40 ml. MeOH overl N) W-1 (8 inl.

glassy product, yiclding on oxid LrOx and Jac-
touization 2.8 . Ha, n. 154-7% [P 3.1°. I (1 g.)
hydr-.:enated in 40 ml: McOH over 0.2 g, PKO, at room

p. aud 120 utm. gnve 1.8 g. Illc, m, 136° ({romn 507,
MeOH) la]t# 4270, Adding 252 mg. Wlc in 6 ml, AcOH
-t0 70 ml. CrO; fn 0.1 1nl. H,0, allowing the mixt. to stand 20
*hes. wt roon temp., dnlg with ¢ mid. 1,0, CVIPR, 14 wcKo,
dissolving the n:sulu-. in 350, extg. with It,0, and evapg.
the ext. gzuc llc, m, ll!’: -G (lrum Cellepvrr. ttlnruml frons

ale. suspension) at room temp. uut:ﬁ{ 'uhn gave 4.1 g.

"/t. l)
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Te. Penes

an eddnl. 060 my. Ic way abtained by

viother liguors after the pressure hydro.

) PtOy. Chr\mnlogruphy of the ‘mother

Wquors after the crysen, of 1l .

32.2° educing 2.6 g. 14 with 8 g. ml,

reflixing the migt, 12 lirs. with the ady. of six

-portions of coned. BCl, and extg. the mixt, ‘with

xave 3.25 g, 1Va, 1y, 164° (from 99% EiOn), gnl )

1208 Sinillar treatment 5 b wnd 1e ofoicy 70% 1vb,

1

,m. 7° 27.0%, and 48.57 .

). Treatlng 2.5 g e in 40 pyl. AcOH with 0.9¢
‘ml. (CH,SH), and 0.06 g. H-McCH,SOH in 10 my, AcOH
3 hrs. at room temp., and youring the mixt. ontp ice uve
3.25 g. (99%%) Va, m. 195-4° (frony AcQRL), o,

»
Refluxing 1.0 g. Va ju 12 2l dioxune sl 13 "zg.'.‘ww;

18020001-3"
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ot - ; ‘
[evpenes - %NM :
Ni in dioxane, 8 hrs., filtering off the eatalyst, and uvupx.
the solvent gave 1.18g. IVa, Similar trentment of kb and
ve 819 and 93. % Vb and Vc. ., 122-3°% (from Mes
a3 —-u 08°, ‘and .108-7° {from AcOLt), [am
,37.9 , reans s the desulfuration of which yielded 957
m. 88-7%, {a]if —27.2°, and 8§99, IVe, m. 137-0 (lro
tOH, (iso Pr),O. and xublimnﬂou at 110°/12 mmJ{;
al}? 402.2°, resp,  Adding 11.8 g. IVa in 800 ml. Bq
tn 8.9 g. LIAIH, in 300 m!. E t.O. stirring the mixt.  bies, at
Joom’ temip., decompg. with 8 ml. H,0 aad 200 nl. 5%
H,80,, and exty. the diol with Et;0 gave 11.0 g. Vs, m
164-5° ((rom CyHly), [a]ip ~25.3"%. Treating 481 mg. Via
with 8 ml. SOCL, is:x. off ghe excess SOCh, dissolving the
residue in 10 ml. CéHe-MeQH |51, evapg. the soln. to d&
uess, and chromatographing over ALOy gave 410 mg.
m. 76-8° ({rom EtOH), [a]Y —253°, Treating 67 mg.
IX in 1 ml. EtOH 24 hrs. with 0.2 mi,:5)V NaOH at room.
temp., evapg. the mixt, at 40°, dnlx. with H,0, and extg.
with 16,0 gave 44 mg, Via, (o] ~248% Heatlng 0.8 . -
VIa b1 12wl Cally with 0.1 g, pMaCal LSO U aiin, on
the steam tath, distg. off the solvent, dilg, the rexidue with
15 mi. H O, and extg, with EtyO gave 400 mg. XI, by 132~
3%, di 0.9788, alP 14973, {a]YP ~30.54°. Ctude Vi
(22.2 ), made by bydrogenation of 48,3 g. ctude oil of
Inula belenium i:l kg, roots), receystd. 3 thuey from BtOH
gave 10.3 g. VII, m. 147-7.5%, [a]'® 14.8°. Reduction of
VII with LiAlH, gave 03¢ Vll m. 112-13* (from petr.
ether-Cytly 3:1), {oyt —6.2° to —6 83%. VI and SOCY
gave 47% X, m. 114-16° (from htOH), fo)%? -5.!.4“.‘
Dthydmuo.n of VI with p~MeCil1 S0 nw\ 8395 XM
(.ngh:-boud position uncertain}, by 131-57, ds 098"1)
15078, {alyp -32.77, lntmmi spectn of 1a,be,

/r"JUé‘ -
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.

Teer& ~~MK@W. : g ?

e, IVa,b,c, VI, VIT, VI, XI, and XII are given, LXVIN,

Formatlon of two tetraalkylazulenes I the working up of &

vomwo«:‘.‘ MB’J Viastimil flerout, and Prantidek

i 3dbid. 1870-8.—Two new azulenes, methylckamari-

Iengidtli (1), and’ ethyichamaruicne, iy (M), were

Isolated. during the working up of the wormwood heating ~

Jwith 10% NaOH- and steam’ dista.of the ifled woln;

el et o o7y 708 sepd by counterurrnt
. v -parts D7a 3P0 an r. ether
. (e GRITE*Y. DIy, the I1,PO, fractions with H.gc and extg. ! 5’ .
- iwith-pelfs-ether gave D10 g. 1, by 100%, Ry 0.741 (Nujoi- i

48% PO CoH{NOg) compd., mi. 180° {from: B10| lz. ——
- ¥ with " KMnO, at room temp. gave AcOH and EtCOH; Y

hydeo, tlon in AcOH aver MO, gave Cyly (5 double - -

homls;. Frina the pete, ether fractions was obtained 0.254 _

K- 11, by, 173% - /f;go,), earipd., m. 133° (from EXOH).
« Oxidation. with \KMnG, felded AcOIT and EiCOM, hy-

drogenatian 'ovil'-.;ﬁi dit- AcOH “gave Culiio (5 double

bonds). # €I} = ' = H)and A (R = [, R* = Et) .
are sugfcstcd l’eft!tnnih.,res . Both azulenes are syppased

!"to-be formed shy the alkylition of hydroxyguaidiencalide

o ({1, with 2-double bonds) with Ci10 and Actl, resp.,, dur-
ing the alk. hydrolysis of crude wormwood (IV). Jo fact,
AcH was found in IV, and sbsinthin worked up in the

(4 LN n) V,

v

.

APPROVED FOR RELEASE: 08/10/2001 CIA-RDP86-00513R000618020001-3"



"APPROVED FOR RELEASE 08/10/2001 CIA-RDP86 00513018001 3

@olon Kovaca

'L..__‘

Q’ N
¢ &= —--\ ~R’ >~> o

\/ d.
\._ \C v
(A) v omn

grcscnce of IV gave Kaud 11, X and I were obtalned, resp., ,
hca hg I or absinthin, with CH,0 and AcH, wsp in
For cmnparlson 14-dimethyl-T-sec-hdylasuline
.(V) nnd i,l-dnmdhyw 7-dicthylaeulene (V1) \me prepd,
5 Addi 2 g 2,8-dimcthylbicyclo(5 3.0ldecan-5-gng v
ml. : d; _:ztheru u. go Ln{del!tCHu gn.'pd s
g Liin « petr._ether, r
it h.l:;r . with H,O and H,50,.
En0, :md dutg !he e'( xave 1 !l (30%) 2.8 .
"S ec-bibicyelol .50 lcs ) by 167%1 Nentiitg
g miu, withlﬁ: 50, at lw',nveOTJ
(7 %) | 3, -dmdhyl . &5 -: X lylbltyalc 3.0, ditene,
“"3«%‘3 'l'ucea 11 d{r‘jf'r}.'m,(1»'0.), ey’ o e 1
o «om .. ] 1
¢ momf' Ttmt!nx £, chamarulen j"'z"‘c R
.,_'v..lt.h_;!g.mh.bs&u_l .6 ml, BPy,s
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Lo nlel’iﬁefs(ﬁs R S ) s
" R0, dilg, the saln, with 250°ml, HiO acidified with 1.5 .
ml. HCI, and chromatographing the residue after theavapn., | . : : :
wof CHyCly gave 0.25 g. 3 hamozulene (VIIE), th, 80°; - : . :
. CeHd NOsh campd., m, 123° com BtOH). Adding9.a8g. : ;
‘. LiAlH, 10 0.22 3. Y111 b 30 mi, B0, decompg. thn mixt.
* after 24 hes. with 100 wl, H:O, and chmmn!o‘mphmg the
3 redidue after. the evapn. of the ELO gave VI [ CHU N O,
3 Compd., m, 148° (from EtOH)|. Infrared spettra of X, i,
' their decahydro derivs., of V, and ultraviolet ‘slpottm of
" 11, V, VI, and chamazulend are given. LXIX. - The sirue-
; tare of dehydrocostuslactone, Miroslay Romudyl, Viasti- - : . .
'~ mil Herout, and Frantiick Sorm. A ~-BXtg, s C !
¢ 248 g. Costus oil (from Suussurco lappe) int2560 'ml, BG40 -
| with three 100-ml. poctions of satd, NatiCOy, aclililying - 7
-, the soln. with HsS0,, extg. with Et;0, refluxing theevapd.
. ext. (3 g.) with 25 g, NaQH in 100 il H,O and 950 mb. - ?,

8 BtOH, distg. off the BtOH, dilg. witk 1 1. 110, extg. the
, neutral portions with %00 wl. B4, acidiflying the soln. with .

+ H,S0,, exig. with 500 mi. Bt,0, removing the phenols by
.+ extn, with §% NaOH, and evapg. the cthee ext. {c (lryness
4% vacuo gave 11.4 g. cryst. dehydrocostusiacione (1), bes
T 140-3°, m. 61°, o]} —12.9% an addnl, 2.8 g. <£ | was

obtained from the alk. washing. "Heating 50 mgy 1 with 45
. mg. Se 6 min. at 300° and ch tography gave ¢l -

(a-/l.'iﬁ -
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TErpencs

* lene {11). *“Hydrogenation of 'I lu AcQH L over mo‘ gave

' hexah ydrocostuslactone . (1), by
: 1.0545, Y 1.5076, [a]1? 46.5°. Hutinl ll 4 wlth
. 118¢g. Sel‘lhr: at 5° reno ¢periodiallythe

i late aiter 3, 3, and 6 hrs., chromn!ounphln%the cmde
‘_product, and extg. the uulcnie fraction- with
nv:m m( ohmlxt wh anchmatomphyhm

SCJI NO.); 1304 unm
EtOH !!, towh thc muctutc of 2.Hnld
Ozoniza

3 1 double, bouds, ud the follow!ng mucture lo therdt"n i
_suggested for I :
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TR . vv T¢ . DXV, Formation of twotetrealk
ewu: s o of wormwood.” RE; SaENF.”
grnt, (t,'eflc;zlwgu C‘%ﬁ Cﬁrm. tammum.
OISR Eng ~=S¢e ;
sg(nsﬂmfon of ddtxydrccostnsh«tongf M
Herdut, and’ F: se  Jhid. 8u4a0dT
cﬁe... 9 ,«s«!
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cin ts suggested for - Hl.ydm,H ki o e !
I gave two Gacetasy guadinafides, o FLE 37 and 1730 vows
P Treatment of the lower-aiitiog e with Kty in h:um}
X gve, §- hvdmxygmw.ogm;, m. i wiliich wia o fdiza
with Cr{h i :.{G%c w , the o T4 .nuiidc < H.‘~I"’
l“xa latter wus canvertal vin the cthylactilokstsl, m, 15

. 3.:., desut{u nc.ncn with Razey Ni to 8,19- guuc..nn acde

'?cwl.xrs of JT with 244 1H,
s de groalion swith St
trdrogsiet o )l

ARV RSN P

i
S I ety
e I fTab

L DORG IGTIHEG M bd pumsia e dben s
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i mmumsimm mm

i
C‘zhn, t‘f Herauth Wy Svrnn, A
. Iact"mc or ketone carbony: ay sheows by u.urz.\)lr;}r.l
mfmrd‘. spectrn.

i
vt Sttt e s LQL»\J ~u,‘li”” -m}w-g) ?/‘:.4

,,IIH

ﬁg,{ﬁ\_ .
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1 . " - .

£ The struetute of grtbaiy, ehe prochnmarulenaginl o )

Arteinlaia. a_tjﬂ!zzg}}u{zéfj@ ¢o Yerut, &.....5?2,’,“1,1« At Asitedio

ot (Czech. i Sl Y ','rmx*fr)f-m’ [nigaitty t

MR TN Eit e b b el - Géiita —drtabsin  the chaml- 3
4 pre-easts teoboted] Trown £ otpen. cay adetmbhfine U"}’ R

leng pre
ts zhown to have the cogstitution P-hiwdroxypat-d 200D
dlen-8,12.odide {1}, Ilpdrogenation of Fon Pt in Bsont guye
o gliydro degly. (1) with the AC10) duulie tamd retalpnd.
Hydrtgesatiol with £ fua FEOAG jrve oy it b «mq.&ﬁu, B
solved by chizorpatogriphy {ade L8 2 0ninaatide, i l‘]"; ; :
C and 3 stepeeisoiseriv Phiptroxyguaipnedido, . Hepn, i

it IBR-60°, and 136", aml jaly 0¥, -840, end 2040, puap.
E The Intter campds. ware et Lo Croy nad enee conbned
1 ¢ tertiery OIf groun Dehiydrogenntion of “he prodact,
105-9°, with 8C in pyriding gave &p impuare peshey
which was shuwt by enosolysis to constpin 39 of whsmner
€ with a terminal methylens group. ¢ ygas enidiged Ty
© a0 to B m. IERY Perindate oxddation of 111 poiped
tu the presence of tha virisal triol Hodroganedyals ol the
azonide of B peovitded IV, m. 180°, which oa cotddiution wiih
Oty in HOAe gave the votveapending ketune, Lade.
The Jattor shraved absuepting at 1T330m 7o LILTIRTLEY
carbony! group e n Ssuemibored nng [ s cheieis ralated

serueturally Lo atborascin (of  Muzoy and Weewals, 10040 l/l
¥

RS~

s
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lundwhuz ub m‘ }< ,'

"8y, 45201) LM {1y 1 astrv:lu (d
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il

HERCUT, V.

f Pure and Applied

EROUT, V. Report on the 1llith International Congress o

; ’ Chzmistry held July 21-27, 1955, in Zurich, p. 189. Vol. S0,
no. 3, Mar. 1956, CHEMICKE LISTY. Praha, Czechoslovakia.

SOURCE: East European Accessions st (EEAL) Vol. 6, “0, L--April 1957
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R Poariadin Ll ! R B

jiieod o b ol

HEtUT, Ve

FEROGT, V. Terpenes.  LXX. Monocyelto lactenes Prom webi ol
(Artcnisis aLsinthium L,). p. 586, Vol, 50, no. L,
April, 1956. CUE'T ¥R LICTY. Prabz, Jnechoslovs'dia,

SCURCE: East European Accessions List (EEAL) Vol. 6, No. L--April 1957
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/Plant substances. V. Muﬁoﬂ of hmhzt s"(nlﬁno B g i

compounds from wonmwood, Vipstimil 1 dtslt;' Rt

, Prague ; :

Novotng, and Frantide ¥ Sorm
; Chem., uly s0, 591—7(1050), of. CA. 19, 13228, ~~Chro-
H matography of ligroine-ext. of Artemisia absinthivm (Joc.
cd ) ont neutral ALOs ylelded cryst, com compds, in the '“c"i}'é“n:

quence: a yellow lactone, CaixOs, m. 207° (from
~(Me,C hydrox lmdimollde, 'm; 133-5°; -a comple,
hcume. Cu~

H),0);
. 166° (I'rom EtoH), Lol 285°;: 2 hydroxy
o0 . 08° (dimorphis Homn . 108%, [aly —14.0°)
absinthin dehydrogcnnted 1o chamazulene; a keto lactone,
CylinOy, . 114°, (a]ip —377°% (semicarbarone s
& compd., m. 1247 a keto Jactone, CitinOs, m, 173°. The
extd. dmg was thm treated with 86% ROH, cryst. ques
brachitol was scpd., and the filumte was chromaltographied.
yielding nhsmthln “anabsinthin, & compil. m. m". awl a

_compd. m. 252° which gave an acetyl deriv., m. 2327,
L. J. Uxh’mrg____

APPROVED :
FOR RELEASE: 08/10/2001 CIA-RDP86-00513R000618020001-3"



"APPROVED FOR RELEASE: 08/10/2001

CIA-RDP86-00513R000618020001-3

9,01

Terpenca. LXCVL. The aaute of aredlapicsin, LB Uy ,{
fatnrated lectons frem fr o niluys, }ﬁ%uu it \) 2
S yiasgdrast Elyeaut . amd E »;,J,L (Crslioinr, s n&n. g e
TFd—breguor—than L gt »~33(1$?-4L‘“—:.,; L I -
“og7e~ b kectune, arghds KIS g4, baluted from 4 “3
arénus, bes the fugmull (Coyflad )y constzary to (e qeteinnts t;}
_ formutation i Culle s Hydrogenatios of Foyichbd 1o
stereutsoeners (£ amd {13, Cutlatly, and two steroalinmers
(IV aud V), Cphiaths Flue st product of hedrogunatica.
1, vlelded on bydrudys \m’ﬁil{il;ll';k,”-ll}(lﬁm { fpamc s
monocyclic divt-ctone {VID) saned pretiellle (G Bl do).
VT, 1157, (aft 130°, weis obtalned il o yieht &f 4085
from dried teaves of A minps. Yin elic. hydrolysis conswned
2.10 equivs. baise. Hydrogenatiza of 5.1 g, T in 30 inl
B 1TOH over PtO; (egquiv, of B33 duuble bands), ghrariatog.
1 - . raphy over 5 kLg. ALOy, and oryiin. fram M1l iso-EeO3H-
: - BtOH gave 200 mg. i, @, 937, lalp —8.5°, 1.16 ¢. ML,
; m. 103°, fally -2L1° {phensluritian, 0. 1347}, 143 ¢
5 W, m. 134°, {«¥ 52.43° ‘-:5:".{;‘,!}:::::.3fufrctkpm}. . 1499
discetate, w. 537], and A0 my, v, m, 118°, lafif 7@ 7°.
. Refuxiog IV {1.2&.) with 26 mb. §04 IO Ls: WeE, vey
tratizing the oot wixt, eidels @ catad, ail, of LY in MO
e e wiety CHLN Dn B0, ditezsy off the KL wd .
diatg. the fiate gave 210 mg. Vi Mo rlers kit
.47, reduotion of whit LiAME ! .
~CHALCH O, b 24 fef i taie); e 1857 : .
VY sad Qi tranefoavaiiin ysdicti hlk,'&"ltft»%:-aﬂl;tﬂ itk : . . i
e prepd. syntheidaliy, Tii teokliys afed tha do vl '
of UF Mo enter viekled drtrakydseartditiide, m. 146° Hrom
B OHfiso-Rri0] ey PFE7, fals sh°.  Infrarped, spentiz of
1-¥ gce gives M_ﬂ.__l};xd‘?i:!:?

JREG A

e e T e S S e

R

iy ..,’IM. B

[ te o
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o '-vv : -
» 105% (from E4GO): - Ded
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Czechoslovaekia / Organic Chemistry - Naturally occuring substances
and thelr synthetic analogs

Author : Sykora V., Herout V., Sorm F.
Title : On Terpenes. LXVI. Structure of -Element.

Orig Pub : O terpenich. LXVI. Konstituce kﬂ-elemenu. Chem. listy, 1955, 49, No 6,
942-9k3 (Czech); Sb. chekhoslov. khim. rabot, 1956, 21, No 1, 267-268
(English; Russian summary)

Abstract : To determine the disposition of the double bonds of \/Gg-element (1)
(RZbKhim, 1955, 9563) its ozonization was carried out, which ylelded
3.2 mole formaldehyde, that indicates a location of all three double
bonds of I outside the ring. On pyrolysis of 15.6 g elemol benzoate
by distdllation, in a current of CO,, at 210-240°/100 mm, and chro-
matography.on A1_Q,, of the fraction of neutral substances boiling
at 125-1230/2} mﬁ, were obtained 3 g I, BP 128-1299/20 mm, n20D
1.hgkg, a2¥ 0.8803, < D -11.1°.

Communication LXV see RZhKhim, 1955, 43104.
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HEFOUT, v.; ROMANUK, il.; SOR, F.
—

Terpenes. LXXI. Helenalin, a further lactone of the gualanolide group. p. 98¢5,
(chemicke Listy, Praha. Vol. 50, no. 6, June 1956.)

50: Monthly List of East European Accession (EEAL) LC, Vol. 6, no. 7, July 1957. Uncl.
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CZECHOSLOVAKIA/Organic Chemistry. Natural Substances E~3
and Their Synthetic Analogues.

Abs Jour: Ref Zhur - Khimiya, No. 8, 1957, 26960.

v
Author : Santavf, F.; Herout, V.
Inst : S ——
Title ¢ Substances of Meadow Saffron and Their Deri-

vatives., XLIV., Separation of Substances from
Petroleum Ether Extraect of Meadow Saffron
(Colechicum Autumnale L.) Flowvers.

Chem. 1listy, 1956, 50, No. %, 672 - 674; Sb.
clélgkhosl. khim, rabot, 1956, 21, No. 6, 1659 -
1660.

Abstract: 60 to 704 of non-saponifying substances were
obtained by treating the petreleum ether ex-
tract from meadow saffron flowers with alcohol
solution of NaOH. The following was separated

Card 1/3

- H 1 IA-RDPS6- 1802 1
CZECH(I)\SPL%%?.I‘{,FABgx%%rlﬁEcL%ﬁggisotﬁly]:o/ﬁggural gu atancsess 005133-30006 802000

and Their Synthetic Analogues,

Abs Jour: Ref Zhur - Khimiya, No. 8, 1957, 26960.

from them: 60% of paraffin (I) Cpgllgg or

CogHs8, 35% of a higher, optically ihactive

inactive alecohol (II) CopHygO and a mixture

of phytosterols containing sitosterol. 5 kg

of meadow saffron flowers were extracted with

30 1it of petroleum ether. 84 g of 0il was

received after concentration by evaporation,

50 g of oil were saponified with 50 ml of 12%-

ual alcohol solution of NaOH (202, 7 days). The
jeld was 33 g of non-saponifying substances and
.5 g of substances of acid nature, I, meling

point 48 to 609, boiling point 140°/0.00% mm,

was washed out with petroleum ether by chroma-

tographing non-saponifying substances on A1203

(activity of I). According to the infrared
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HERCUT, V,; JARCLIM, V.; PIVA, J.

e e
— —

"Terpenes. LXXII, Preparation of pure comrounds of the r\'and ;faantalene
series., In English."

Pe 773 (Collection of Czechoslovak Chemical Commnicaticns, Sbornik Chekhoslovats-
kikh Khimicheskikh Rabot) Vol. 22, no. 3, June 1957
Prague, Czechoslovakia

SO: Monthly Index of East European Accessions (EEAI) IC. Vol. 7, no. 4,
April 1958
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CZECHOSLCVAYIA / Crgenic Chemistry. Natural Substences and G-
Their Synthetic Analogues.

R

Abs Jour : RZh%nhim,, No 10, 1958, 32586

Author Vl&ﬂ&igil_ﬂiﬁfﬁ:; Ladislav Dolejs, Frantisek Sorm

Inst : fot given

Title : Terpones., LXXIX. Structure of Artsbsine, Prochemazulen=-
ogenetic Substance frem Bitter Absinth,

Orig Pub : Chem. listy, 1957, 51, No 3, 572-578; Sb, chekhosl, khim.

rabot, 1957, 22, No 6, 1914-1920

The authers attribute the probable structure of 4-oxy-
guaianodleno—Z,4(10)—olide-8,12 to artebeine (I), the
p-ochamazulenogenetic substance from bitter absinth
(Artemisie absinthium L.) (see RznKhim, 1955, 34542,
basod on the hydrogenation and oxidstion product i, “heir
reactions and infra-red spectra. But the structure of 4ao-
xy-guaianodiene-l,§—olide-8,12 (RZhKhim, 1957, 377¢2) cannot

Abstract

Cerd lﬁ{ ~frof . ﬁyﬂ#ﬁthf /eﬁ%f014>5/
L

CZECHNS 3 i
APPRBVED 3§lgég§gfégg}efbrfﬂoﬂfsmmfﬁbpss-oos£’31’R00061802

Their Bynthe

Abs Jour ¢ RZhKnim., N4 10, 1958, No 32586

be cempletely excluded. 1.63 g nf l-nxyguaiaene-4 -
-0lide-8,12 (dihydreartabsine) (II) mellrg\ilng point(ig:)}.s
to 134° (from isepropyl etherg , [01720!) s -13C° (¢ = L.T0

all X -s in chloroferm), was prepared by hydrogenatinn nf,
2.13 g of I in 10 mlit a~f alcmhol oan 0.17 g of Tt0O2 and
chromatography en 170 g of Al503 in CgHg. 110 mg of oxy-
oxydnlactone (III), melting peint 160° (fram alcohol - isn-
propyl ether), was produced by szenizatisn of 150 mg of 11

in 5 mlit of CH3COCH (30 nin. at lS“) and hydragenatien of
the product en 50 mg of Pt@s. Ketooxidolactone (IV) C15H2o0L
melting point 145° (frem isopropyl ether), yleld 20 mg, was ’
prqduced frem the neutral fractien by oxidatien nf 33 mg of
IIL bX 50 mg of CrC3 in 2 mlit of glacial CH3COCH (12 hcurs)
at 20°), L4 products were cbtalned by hydrogenatien rf 5.66
g of T in 10 mlit of glacial CH3COCH nn 692 mg of PLO, and

DU L T TR S
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DZECHOSLOVAEIA / Orgenic GRen1STIY. NEUUFES Guusvuivye e _

Their Synthetic /nelogues.

Abs Jour + RZhXhim., No 10, 1958; No 32587

Muthor t Zdenok Cekan, Valetimil Herout, Frentisok Sorn
v
Inst : Not given
Title : Toerpones, LXXX. Structure of Matricine, Gelenolide frov
German Cemomile.
Orig Pub : Chem, listy, 1957, 51, No 4, 756-763; Sb, shokhals. khin,

rebot, 1957, 22, No 6, 1921-1929.

Tho authors proved that metricine (1) - ¢ prochemazule-
nic substence from Gormsn cemomile (liatrlceriae che-
pomilla L,) - seems to be 1~oxy-6-ncotoxyguniuno-2,4(10)-
—dieno-~2,4(10)-01ido-8,12. It wes proved alreedy in the fore-
going reports thet 1 contalned en oxygrcup, e -lecicne, an
ecotoxyl group end two conjugete binary bonds (see RZhKhim,
1955, 16437, 35386). Two stercoisomeric hydrogenolysis pro-

Abstrect

CZESHOSLOVALILL / Orgenic Chemistryi Naturel Substencos and
Their Synthetic anelogues.

. RZhKhims, No 10, 1958, No 32587

A#BﬁdWD FORRELEASE: 0 3/10/2001 CIA-RDP86-00513R000618020001-
ducts, 6-ecotoxyguaienolides-8,12 (1Ie and ITb) with melting
points 115.5° end 123°, were producod by hydrogonetion of I
on Ft (frem PtOp) in glecial CH3COOH, this indicetes that
the oxy group in I is bonded with tho cerbon atom next to
e binery bond, 1-oxy-6-acotoxygeianolide~8,12 (totrehydro-
metricine) (III) togother with a little mrount of dihydrn-
matricine (IV) wes producod by hydrogenetion of I on FtO2
in alcohol, IIec when saponificd with KpCO3 inCH30H pre-~
duces the corresponding 6-oxigueianolide~8,12(V).

CH5 : ___0
125
CH}OCO.é //// 0
7
e 8 l 13
9

< 7 ~ /"CH3
CHz __\11—1
> “jl\\; 2]\\\ou

Cerd 2/8

MZECHOSLOVAKIA / Orgenic Chemistry. Natural Substerncos and
Their Synthetic /nalogues.

o T IR AW u~ 10. 1958. No 32587
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CZECHOSLOVAKIA/Organic Chemistry. Hatural Substances and
Their Synthetic Analogs.

Abs Jour: Ref. Zhur-Khimiya, No 19, 1958, 64585.

Author : Sykora Viadimir, gerout Vlastimil, Pliva Josef,
Sorm Frantisek.

Inst :
Title : On Terpenes. LXXXII. atructure of Acorone

Orig Pub: Chem. listy, 51, No 9, 1704-1T712.

Abstract: It has been shown (Sorm F., Herout V., Collection,
1948, 13, 177) that acorone (I) can_be represerted
as 1l-isopropyl-l,7-dimethylspiro -/ "4,5_]-decandicne-
2,6. (I) is converted by means of monothioethylene=-
ketal into acoranope (II), containing according to
Uv-spectral evidence a keto-group in the Semember ring

: 1/10

APPROVED FOR RELEASE: 08/10/2001  CIA-RDP86-00513R000618020001-
CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analogs. G

Abs Jour: Ref. Zhur-Khimiya, No 19, 1958, 64585.

(absorption line at 1737 cm ! ). Oxidation of formyl=-
acoranone (III) gives dicarboxylic acid (Iv). Catalytic
reduction of (I) leads to the keto-alcohol (V), proe-
duced by the dehydrogenation of acorencne (VI) with
co-groups in the 5-member ring. Upon dehydrogenation
with S, (VI) yields a product whose Uv-spectrum reveals
1ines at 1714 em~’ (CO-group in G-menber ring) and 1514
em~' (aromatic system). In this fashion, dehydro-
genation is accompanied by the enlargement of the S-mexber
ring, from which it follows that one of the C atoms,
common to the 5- and 6-member rings, &ppear t0 be qua-
ternary. Upon dehydrogenation of (Iv), there are pro-
duced 1-methyl-h-ethylbenzol (vi1), 1-methyl-l-isobutyl-
benzol (VIII), propionic acid (IX), end isovaleric acid

(x).
: 2/10
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CZECHOSLOVAKIA/Organic Chemistry. Natmral Substances and .
Their Synthetic Analogs.

Abs Jour: Ref. Zhur-Khimiya, No 19, 1958, 64585.

Herout, Collect. czechoslov. chem. Commun., 1949,
1k, 72’3) give, upon dehydration vith phthallie
anhydride (260-2680" , 1 hour) (VI), yield 2.6k g.
b.p. 147-151"/13 om. Dehydrogenation of 1..65 g

of (VI) with S (0.63 &) (3 hours, 220-230"), and
chromatographing the productoon Al; 0y, eave 0.55 &
of a substance (b.p. 140-160") temp. bath/13 mm.
From (I) (2.7 &) by means of ethanedithiol (2.65 g)
and ethered BF; (3 ml), there was produced the mcno-
thicethyleneketal of (I) (Ia), m.p. 71-78.5%, (X.]J*"'D
+111.6° (w. b.42); from the mother solution, by
way of chromatographing on Al,03 (vashed with C{,?g
there was separated. the bithigeth!lzegxeketal of (I),
m.p. 95-97° (in petr. ether) /(. j "Dt a (w. 2.3).

card  : 5/10

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analogs. G

Abs Jour: Ref. Zhur-Khimiya, No 19, 1958, 64585.
APPROVED FOR RELEASE: 08/10/2001 CIA-RDP86-00513R000618020001-

From 4.6 g. of (Ia), boiled with elemental Ni in

dioxane (10 l;ours), (1018 was produced, yield 2.9 g.,

b.p. 151-154"/15 mm, /X . ~UD + 47.0° (v.2.2,
chloroform, n?“D 1.4857, d4,%° 0.9539. By the

action of CH;ONa (from 1.4 g. Na) and HCOOG;Hs on

(11) (2.7) 1n c,H, (20°m1) (20, 40 hours, atmosphere Ng),
(V) is eynthesized, yield 2.6 g., b.p, 110-114° /0.04 m,
1421477 /2.5 mm, [A. ] "~ D+ 29.6° (w 3.17). To a
solution of (III) (5.7 g) and KOH (11.h4 g) in CH;OH

(225 ml) ie added 30% H,0; (225 ml); after boiling for

50 minutes, 5.2 g of (IV) are precipitated (not crystalline);
dimethylether (IV), b.p. 120~126/0.05 mm. Upcn dehydro-
genation with 5% Pd/C (310-330°, 3-9 hours), (IV) gives

a mixture of (VII) and (VIII), b.p. 70-95° (temp. bath)/

Card  : 6/10

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analogs.
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Abs Jour: Ref. Zhur-kKhimiya, No 19, 1958, 64585.

(9.2 g) in etker (boiling for 15 minutea; vields a
prodact with w.p. 90-110 Y (yield 19.5 g), dehydration

of which (30 g pathallic anhydride, 230~235”, 1 hour)
leads to 1soacordiene, b.p. 116-1187/12 mn (7.2 g).
Dehydrogepation of this last product (6.7 g) with S

(3.1 g) for 4 hours at 190-250° gives (XIX), yield 0.15 g,
m.p. 59.5°; picrate, m.p. 86-87C. For Report LXXXXI, see
RzhXhim, 1958, 57552.

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analoga. G

APPROVES YoRRECBHER2 089 10, 2663, 6438€A-RDP86-00513R000618020001-3

Author : Holub Miroclav, Herout Vlastimil, Sorm Frantisek
Inst : - ottt -

Title : On Terpenes, LXXXIII. The Structure of Laserpitine

Orig Pub: Chem. listy, 1957, 51, No 9, 1713-172k.

Abstract: For laserpitine (I), isolated from the roots of the
Laserpitium latifolium L. plant, the structures 2,7-al-
Pha-dimethyl-crotonate 3,5-dimethyl-8-isopropyldecalinte-
tracl-2,3,7,8-0na-1 are suggested. From 6 g dihydroxyl-
aserole (II) (see RJKhim, 1954, L4G83) at 130-150<, aise
tilled with 56% HI (60 ml), distilled in a vacuum at
115-130"/20 mm, chromatographed on A1;03 in petroleun
ether and percolated on silica gel (thence displaced by

: 1/7

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analogs.
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CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and
Their Synthetic Analogs. G

Abs Jour:; Ref. Zhur-kKhimiya, No 19, 1958, 64586.

cn nitr. A1;04 in gasoline gave a dimethyl ether
ketodicarboxylic acid C/7HygOs; yield 150 mg.
Dehyiration of tetrahydraxylaserpitine (XI) (2g)
(see relference above) with SOCLp (10 ml) in pyri-
dine (30 ml) at 15° and chromatographing the re-
sults of the reaction on mitr. Al;0J gave an un-
saturated hydroxyketodiether C,sHyoO( (XII), b.p.
134-142°/0.3 mm, yield 1.8 g. This latter can be
reduced with Ii AlHy (like V) to give VII, m.p.
183-184°. Dehydration of (XI) (2.5 g) with 5OCl

(5 ml) at 80° in pyridine yields an unsaturated
ketodiether C;¢H;;70¢, yield 1.7 g., m.p- 75 (in
alc.). This latter, upon reduction with LiAlHy,
&ves {1X), yleld 0.65 g. (XI) could not be oxidized by

APPROVED FOR RELEASE: 08/10/2001 CIA-RDP86-00513R000618020001-3"
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<27 /A contribution to the structure of n and anabsin.,
il . —~dhin) L. Novotog, V. Herout, and (Crechoslovak:

A " "Acad, Ser;; Frague).~Chem. & Ind. on) 1958, 3650,

] he mol. wt. of cryst. anhyd. absinthin (I), m. 179-80

-(decompn.), detd. by the isothermal distn. method in Mey,

€O, is 520 =+ 50, thus I is o dimeric guaianolide, CHgOy,

‘contg. 2 OH groups/mol. Asnabsinthin (IT) has the same

- "mol. wt. and mol. formula. The infrared spectrum of I

.shows absorption bands due to a y-lactone carbonyl group:

. §1768 cm, "7}, a double bond (1662 cm.™*), and an OH group

(3530 cm.™Y)., Hydrogenation of I with PtOyHOAc did

'not }xoceed readily, bat gave tefrahydro-1 (IIT), CuR O, m.

262¢%, and I, proving the presence of 2 double bonds in L

- The OH groups in IIT are tertiary, since they could be neither

- .. " “oxidized with CrOy nor acetylated. Reduction of I with

¢ LiAlH, gave ] dilaciol (TV), CasHeOu, m. 196°; use of LIAIH,

. jn -N-ethylpiperidine gave a glassy produst, probably a

. “teirod V), formed by subsequent etherification of 2 OH

. - groups,” - Dehydrogenation of IV with Se gave chamasulese,

. guoiggulene, am) ariemarulene (V1) (trindrobenzene odduct

A ma 191°); similar dehydrogenation of V gave the above

R azulenes and 12-hydroxyguasarulene (trinitrobensene addud,

| yf_"Q(’,«'

1
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_tion with Se gave VI in fair yield. Oxidation of Y and I¥ 3

. 198%) 5 The prlncipal prodict, ToRd e dae @ ¢ |
double honds and OH gmu;)s are nhsent in:the spectrum of « -2_‘ m
11, which does not take up H evin under foreing eonditions.’ -

Reduction of I with LIAIH, in 1,0 gave a product, Ca-: P
HaO4, m. 211°, probably & pesitnl, which an dehydrogem-’

with concd, HNO; gave a mixt. which clﬁmmntogmphcd on

[ty o L
Dowesx-2 gave HOCCH,CH.CHMe.CO.0,CHCOH (VII), ma. i
about 163°, and liquid HOCCHL.CH(COH)CHMeCOH . -
(VID), identified ns its fri-Me eser.  The Infmeed spectrum P
of the di-Me ester of V11 has Lands at; 1744 ctn.~? (ester’  * ¢
group) and 1792 cm. ™ (y-lactone}.  VILund VI alwo were:
obtatoed from artabsin (1X) by n ﬁimila:fp_nmlurc. Treat-!
ment of both I and If In alk. solp, with ACHO gave’

13 FHrimelRA-T-ethylotulene and with AcH gave Lt
methyl-2,7-dicthylasulena. Kt is nssumed that I is formed by { :
diene addn. of an unknown pricarsor chotg. & cyclopentas?
diene group and an OH group in the 10-position of gualanolidg :
(isbmer of IX). The stsuctiire: of T3 proposed as shown,
which permits the sterochemn, farntion.of XU from 1 by the
probulie addu. of 1 of the OH groups to the dou?le bond; }
affordiog the oxide riog. ' . Rip G Riot™H

CIA-RDP86-00513R000618020001-3"
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21 1959, VFo.

‘Heroug, ¥, and Kovacs, 0.; Kovacs, 0.

Mot ziven
!Preparation Work with Small Quantities of Organic
Reagents. I, II.

+ RZKhim., No. 74771

‘Magyar Kem Lapja, 13, lo 3, 51-57 (1558)

*The authors review and discuss in detail technique:#
and practices developed and perfected at the
Chemical Institute of the Czach Academy of
Sciences. The bibliography lists 62 titles.

I. Krisntofori

¢ CZECHOSLOVAKIA

Natural Substances
opSCIA -RDP86- 00513R000618020001-

: Ref ._hur xm.., Ho 5, 3959, Fo. 184y7

: Sykora, V.; Herout, Y.; Plliva, J.; Sorm, F.

: Terpenes. LXXXII. Structure of Acoron

: Collect. czechosl. chem. commun., 1958, 23,
No 6, 1072-1082

: No abstract.
See Ref Zhur-Khim, 1958, 64585.

Country

: Czechoslovakla

. . -
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YERCUT, V.3 TP, T,y FOMVIUE, M,

"Terpenes, ZC1:T, Comrosition of costus oil (from Saussurea latra flarke) M
(In Enslishd T T

COTLECTION OF CTECHOSLOVAF CYENMZCV. COMPUNIC T M3, Prah, Czechoslovakia,
Vel, °3, no, 1?2, lec, 1958

Monthly list of EAST wUR !EAM \CCESSTrNS, (#=11Y), 10, Vol, 2, to., 7, July 1959, Unclas.
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Abs Jour:
Author

Inst
Title :

Orig Pub:

ibstract:
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CZICPCSLOVAKIL / Orsanic Chemistry. Natural Jompounls G-3
" APPROVED FOR RELEASE: 70811042001t 1cCIA=RDRB6-00513R000618020001-

Abs dJour:

Abstract:

card 2/3

reortInaT AT KTA 7/ Organic Chomistry.

¢ Motl, Otakar., Herout, Vlastllil Sorm, Frant-

: Not given.

s4i o] S SR Ul Ta 3y Gl SN . Lt . . H RN -

and Thelr Syuthetic Analogues.

Ref Zhur-hhimiva, No 3, 1959, £391.

1suc. vt i 1 s a T

On Terpsnes. LAXAV. Structure of #Juniper Cam-
phoxr™, a Now alcohol of Selinan~Type, from Essen-~
tial 0il of Juniper.

Chem. listy, 1958, 52, No 1, 116-119.

It is doeoonstrated that the so-callad "juniper
camphor® igolated from Juniperus Comriunis L. s
1.10-dimethyl-7-isopropylidens-deealol-1{ ¢ 7 (11)_
selincnol-4) (I). Hyvdrogenation of I mives scl-
icanol-4 (II), which on Jdohydration with S0Cl,

in pyridine is converted to a amixture of hydro-

Rof Zhur-Khimiya, No S, 1959, B8394d.

carbons (IIl). On hydrogenation of iIIl thare

was obtaincd selinan (1V), identified by the in-
frared spoctrua. OQzonization of I gives 1,10-
dipethyl-decalol-I-=cne-7 (V) znd acetono (1dcnt1-
ficd as phonylssemicarbazone). The intrared spec-
trum revoaled a CHp-group in IIT; and in facs,

on ozonization of III there was igsolated 19-meth-
vl-7-isopropyldecalone-1 (VI). Study of optical
activity of I and of II-VI derivatives, es well
as study of rotational dispersion curvius of the
derivatives V and VI, has shown that thcse sub-
stances arc optically inactive racomates. 684.6
mg I arc hydrogenated in glacial CHzCOUH over

Pt {from Pt0s), to got II, yleld 625 ng, MP 77.5

Anelogous hydrogenation of III gives IV, n 0D

96

Matural Compounds G-3
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CZECHOSLQV/‘J(I[./ Organic Cheudstry. Natural Corpownds cad Their G
Syanthetic fnelogs.

:2bs Jour: Ief Zhur-Khin., No 11, 1959, 3877h.

CI[3C00N). Thg triethyl ester of IX, bp 100-103%/
1.5-1.7 m, 279D 1.4384, has been synthesized for
corperison purposes by condensing 16 s CHy-(CCOCLU4) 2
and 11.4 gns CHzCH=CHCOCC glls” with czg{mra; soponifica-
tion of the conflensction product (refluxing with 59
cleoholic. KCH) yields IX, A 5] 131-1320. The condensa-
tion of 15.7 gns of the triethyl ester of beta-rethyl-
alpha-corboxyglutaric acid with 20.0 ¢ns DrlilgCCCCil 5~
in the presence ¢f No in cbs, ether pives the tetra-
ethyl cster of -1ethyl- /f) ', ,@ ', ~dicarboxydi-

ﬁil}ic ceid (XI c}ﬂa), yield 62.5%, 2_;27153-155°/o-3 I,

D 1.4490, 4 1.1090, [B/D [sic/ 87.2 (calcu-
lated 86.9); sapcyt‘lﬁ‘ication of the lotier product cives

APPROVED FOR RELEASE: 08/10/2001 CIA-RDP86-00513R000618020001-3"
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CZECIZCSLCV[J(L‘./ Organic Chendstry. Hatural Copounds ond heir G :
Synthetie /nelogs.

s Jour: Dcf Zhur-Khin., No 11, 1959, 387Thk.

XI, 1p 110-111° (frox conc 1Cl). When XI is hceted
for 20 min at 145920 1m, VIII is obtained, Im
153-154° (from cone 1iCL). Date on the UV spectra
of IVa cnd X and on the IR spectra of the uethyl
ester of V and of X are glven. For Comrnniecxtion
LXOCVI sce RzZulhin, 1959, 8395. -~ L. MHovotny.
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-us Tovr: Ref Zhur-Kiin., do 11, 1959, 36TT5.

D., doral, M., PLOVE

s pthor @ ConyancT, I., ivaucy, Ue Jerout, V. 1o, 1oy 7
4l - .

3., and 5S¢y, P. ~———
Tast ~ . .
‘;.“" o . cnemistry of the TEIIC28 « XOXVil. s}:ruugurcrio“
phes c«cz‘fncro;w, the Crystollin2 Corponent of Tw-.(Radoe-

Meddicinal Volawile Cil.

Or.¢ oub; Chen 1isty, 52, Mo 6, 1163-1173 (1953) (in ¢zoch)
y rincipal campone:tt
e pmorl e , authors have shown that the D - COrpOm i
DTS ?}D?:{(,nrian nedicinal cssential oil (Goresiv faer

; - qusiynoted remycerol, docs 1ot
hicunt L. proviously Acs ‘ ,
;o.vc the ?J;idc structure (1) [sce insct below/, o8

: /12




CZECIEOSLOVI.ICD‘./ Orgenic Chenistry. Hotural Coupoundds ~ad Their
Synthetic /fnalogs.

sbs Jour: lief Zhur-khin., Ilo 11, 1959, 38775.

for § min to boiling, followed Ly chronetopraphy of
the reaction products on (1303 (octive towards I-II
(fron petrolown cther, 150 1y, bp 109.5°9/9 i) [sic/,
and hydrogenation over I't (fron PtOA) in ¢leeial
CHCOCH gives IX, by 110-112%/1.5 m, ntTD 1.k8ko,
alTl 0.8012. The UV speetre of In and X are given
tofether with the I spectra of Io, II, v, X, XII,

XVIII, and IR absorption curves for In, IX, and XII.
L. Hovotny.
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Abs Jour: Ref ghur-Khin., Mo 11, 1959, 38776

. . 3, M .
e ?
. b - A . LXKXIX- Dirb‘CL I Q0%

3 ia Czech;
<+ vub: Chen Listy, 52, Ho 0, 11741179 (1959) §‘0112z 21’69-21'&
Orig rub: Collection czcchoslov Chen Com:.nm, 3. , ! \ ’
(1958) (in English with o Russion SWILLY

yy the
. The ozonolysis of tctr&yhecenncgogieiilcb 'é, o
: Kuhn and Rot nethod yiclds 1ol o oo b}} o C03u
alpho-diketone (11), which on oxidatios 7 iThc
i - - 1 _Qiicthylscobacic peid (IIL)-
cives 13 , a

: 1/6




