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- ) : that 4—8 hours are required
t_he reacti on can be caryre -oﬁf or from 15 g tially to complete the reaction. q 100
mnutes to ten hours, the @ time depend After the cyclization reaction is complete: -

ing upon the cyclizing agent, vehicle, pres% added to wash the organic material

and type of CyC| I Mﬁ%ﬂ@fﬂl@lgyﬁb@ﬁorbmydo can d mgﬁffﬂ%

are used in 40 TO1Zis@hdferabl Out in €he bresdce s Udn@ 19 lthen alkalizing 105

hydr ogenat i on, 1of3 maction ably oag3in- Whmhehageit,esmlalad aCitidhd Ak magamumj Sis
prepared, and %‘z’"g‘m %&ﬁﬁm‘fﬂm@ yeroxides em the silg oblat srpmmebhse tukle
bicyclo CG-12 is % a,g{ﬂ B  Roni@E | I Suri S0 ‘nggﬁ bogate, P S ess
oil with a vvoﬁdysuch o fberfzeremoRiede pxylend Gud slﬂudm I eAtt&et.hs- ol

fragrance si i 2ienaEns.qliphegic spiveqthgothgs hexanes and; M@slm%g%hm 2 gio
range from C-12, a boiling point of 72[err]Cat 0.2 mmHg 30[err]C
to 40[err]C. A preferred tenperature range 35 and an n[err] of 1.4975.
Mass spectroscopy for carrying out the cyclization reaction is 90

whi ch indicates a nol ecul ar weight of 224 from 32 to 35[err]C. The tine

requrred varles supports the descri bed structure: I nversely
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After the cyclization reaction is conplete

wat er is added to wash the organic materi al
which is alien decanted. . The reaction product lhe cyclization of

the cyclo C-12 or bicycle can be subj ected to one or nore further wash- 40
C12 is preferably carried out in the presence ings and is then treated
wi th an akalizing 105 , ,of a reaction vehicle, desirably one in which
agent, such as a strong alkali |ike sodium the reactants are sol uble
or readily dispersed hydroxide ohlia®2salt of a strong base and 5

Exanpl es of desirabl e sol vents are arorratlc a wea% aal d Ilk sodi um

bi Capbo g gash efg;otmm]t’;si;mﬁm f 5 %penm %l vents nove

call fur Bl rafe s Skiaioh His oven fofad xyl ene, and
Chor o- 1o ¥y éspcialyh@tidiateory R birtijing &ﬁctrhaorthe seactiwpﬂaeetmeﬂlmt under abenzene

r ge
al | it ey Voot o pofecymnipon s 48 ghdiy MEREheact g ur® has been
. g omatographic -techmiques. preparation of the alcohol i 1s htluum ﬁlmm

1,152, 9 %ychzed ‘cyclo C-12 produced according to hydpnde The reaction is Pre ed, the

pr oduct thisSineiridnedan ilrshes ber trdaed with jaon outaanobh¢ preﬁesceptf@f @hncledvhidtat at he reacti on
be 10" eposidation aga: 1o ébsta%ged e fop e itesiicieg seent. WOl &y in an
inert aft sﬂl’f Ry ‘i JiH the :Zﬁl Qn E’é@ “g;ggy;ﬂ’:}] ‘fl,@fl on has been
f ound - g s @ﬂtgcrlz arb&fr&ﬁpemylaieblytopdm&&;ﬂremd) can be usddoasbe especial |y
sat i sfadtecmyqt pur| fyi ng t he hatsoltehle mhw?fbg‘n mtttleﬂiiﬂa)ué? under a

: &mwmwem g tREe E

ni trogell iz lized material purlfled by
preparaa c?ms @Sﬂ:litg% aedé‘tvﬁdmﬁdl’bg af)elnt sdwrc use | n t ive
achor%ﬁa Mtcmyellsses Byﬁgm ﬁ@@%mg dr?f@g}g% s lithium
alu Cf“'i“‘%ﬁ;ﬂ & C i de. The
- b=
reactlogﬁo[mlﬁ %wﬁfi u;,:m,t deterfilirfe ﬂlﬂW&ltaﬁpeﬁﬁﬁsfdﬂl’ﬁmr be treated
4W t h anof OBH-100°C 4t heed &Encae npBfofa ﬂwelhmdme chrripdsow, At ®@pereepoxi dati on

agent, t dﬁMﬁﬂn@?E )%hﬁorpm’sol"‘b‘@n clof sow dgﬂgﬁﬂg%ng;@’@n When

l'ithi um fanc elgﬁ{,gl 0 alum num
hydr i deld s&ﬁ@h 65”2 ueann@oody, of tlﬁ-sdl&bnamednqpﬁami and) pamahist anti al |y

the sa hored _u,s_odcrthﬁhang thahmas opyragloy nie" siightly higher @ri?ﬁgg& as is the
bi cy%OfE— "y d amp1 cda% 1us =*-:':..'-" o ? e 9= used as
the CYOlDhvE e complete presentation, The IR . After the al6oR e béen betﬂeahydrofuran

A lisyohtamed on Ecnecltxﬂm sphlcﬁd [ Irtcbdzon,ymtqrzedowlbadﬁyd:toothcreie it suited

SN S e “%&?E””decause

readfion BRSSwithal) shie e d at the
refl ux tMalper ature A constant abblﬂow smhxm#ﬂethﬂgfhedeterm ned by of

t he sol veFie cyclized ng}ﬁdm& %&g W&'ﬁm ") %ﬁ’f‘%‘eﬁmﬁ/ » ’ s The

r educ.gol 80@“‘1%&1“’[ 2t M : yﬁﬁg 90,11,,35,1&

tr iois Xshowing ﬁrﬁlﬁyebﬁtlﬂms t b Wrﬂl to H)@demr | C. The 85
bi cycl o[aﬁtl)raigﬁiﬁh}p t0-1 5tlﬁ4 iste@ahlghﬂbeﬂ- l’oﬂ° d-51 43. SHis, elephel g2 t he

reduci n@Péa dgpHoss m‘m‘mé mﬁvﬁ‘ | Lepitay a- boiling
poi nt45d &m@go %ﬁg "W R0 &nng UrthsS stiatruMifoatula of 95- Oﬁ?{oer r]C at
0.4 mm mye}atur ofuzué—ﬂwctlon can be carried out At t enper a-

1. 5040- @tB mﬁeHBn bsorpt ion turePHtel ow the desired range
t he reduﬁé b‘gﬁgg‘g \ﬁh |n F| g 1 and Lt_t_e nucl ear is unduly
sl ow.50S uﬁ@ﬁ in9 - j C resonance (NWVR)

g o sPecEES _
spectrurﬁlg $§ haedwhe mm@mmpcdzm se the ebult tenperature in

Fig. 2. t*’Fh? ﬁﬁm‘@%@gﬂ%ﬁm woody, 6l vent or dispersing
the indicas

agent a Q{{?ﬂd sk.ageous. odor. ¥ | g. 2 spectrum
oper a8si onxgitcy_ﬁl Rerdioy 2gharantmuqnmatur es. - the inflection peaking at

qanehm@pgs X .e_hereduct'on de rany 30 the
B It A SR A nour

@fﬁ@ endanxeﬁ@ntmatmnsed &tfmhla:e epomﬁfel&f:epf al cohol has

been dooralrfeuluetnsy xtnhd odor note - wighe excellentn S 3{1 Ogmﬂ@skmnt dpdti r o-
; Model IR 4

Lﬁszf%tt‘saﬁoﬁmeﬁ;f;%a;% Flten e

condi ti QNfedwtin a‘génet slpeeaﬂdohdunvvat& odvt adtnfenh aboveltin @bongosich kwvjth thee addi ti on of
a sui 65abind oxygenchhouldds excindednfropn thisgerc-\VRIEFle L-H0 The keruicreagtiomapredict Jebh as

acetic acid. The alcohol formed is re- 100 paraneters. Beckman is a
Regi stered Trade noved fromthe reaction nass with a suit- Mar K.
abl e sol vent such as diethyl et her. . The cyclized cyclo G12, in a
l'i quid having The m xture of geonetric isoners 1,5,9 - for

exanpl e, fract i ons b0| l'ing at 106[err] C to trimethyl cycl ododeca - 4,8 -
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50 the infrared absorption spectrum shown in Fig. 3, and the epoxy

cyclized cyclo G 12 has the infrared absorption spectrum shown in
Fig. 4 The IR spectra of Figs 3 and 4 axe obt ai ned under the

i ndi cated conditions. The 55 epoxy cyclized cyclo G 12 has an intense
pl easant woody, canphoraceous odor which IS persrstent [t is noted
that the conbination The ketone isonmer m xture of this inven- of
cyclized bicycle G 12 and epoxy cyclized tion canh be prepared by a
reaction sin bar cycle G 12 gives Lis2psd grance material having to

that used to formthe e

e % excﬁpt t hat %) |,ntens§_|r6|t|a£ Eg‘d"‘r/».
note with excel I EfER, LHE" “E%,x m M%‘ _ '_.11&1203;%;01@ Sl
persi st ence. percarboxylic :acid. The organic layer aftet ofOITF .5,

per car boxyli c am@fﬂngThelu:sneutml-tohmﬂih@V@hmhodue i Mnetdued iafo blwﬁdneveﬁ‘seILZ S

same tines, t& _ i tied with .a

the bicyclo mat e&r;ga sl B @%&ﬂ@ﬂﬂp , _

a reducing agenteaﬂ Be fisefrm r&h@ﬂ MRl peiie Giftin peri Vvﬂnlé 100s. g

connection vvrlt 65 . and oxy_en shoul d55em@et)cbfu@e/dp&a®m tcki & addeelc-

bi cyclo G 12. 0Th:§ f?& E; l@a’%fwtwn mﬂ is maintained at 0—5°C 65
te

1,152, 932 AL G i e RE0E i oo Qs walRd bk one
chlori de, 820 g.poid Of rtﬁ$—e§)1°(am: 26 mm_ [Hpdl el rlgem age&h: toOst PEHO TROHR 24 e-

unr eact ed 'S Gfi é?%i mfeﬂaieazo prgagic layer i
acid The oré nf%g’?f’éeys% ? \ -&éi@%g@mw@of 10

washing until it s neu_t._r:al to I|trrus ' |s v Neye .
into a reaction vessel i st/ ed to renpvet w&euaemtaﬂmmhqlﬁ-l e
fitted with a stirrer, thefnopoter, and dr :

product with alkalizing {pfng—Fynnel. The s%é’ﬁﬁ?}ﬁ@ﬁ% anaeich

agent such as agueous SQfks bl car bonat e br qug [1 i

at that tem can b€ uded} No assure rermmelwoc A LGerslpgllabzspemg;re
during a 3-hour period whlle 10059 o 3 v Y h mom Hg and an ng® of
(5.5 mol es) of 40 paka il bsivasides i rogptie. Bl AR sty iﬁ%smm
fractionally di &M lidvexthion tiealatyl SiredTRe Ssei Smﬂi&hélm&dstﬁ&m@ =l err
to obtain 1, 900 & )

dien - 2- onée ad e“lﬁl PR C
i's then i
liters of water The @t tﬂlﬁedo CB-éZaeelmcm de--- X

1. 5050- 1. 505725 e iP R
15 bereprese ‘ﬁf{"&god _ e bf Se0HE of - : )
aqueous sol uti ornd Ghe- Eﬂ:ohol atso pos;ms a per:smmt Examplie ¥ :and 25 g. of palladium chloride 90
f errous ammoni umoods'r.ﬁfbat with eapplhesaces y overs ggﬂuted wilthogtﬁ)yf of anhydrmls ethanel,
31 C QOQe ! 1§ NN
.redl sual — persce %i‘llﬁ “this’ v B0 the reaction mixture wabmmc
is then decante tzﬂnﬁ @ﬁkubﬁ ABE00 psig. The solid catalyst material is - -
ous sol ution of waummmMmm rémoved by filtration, and the resulting liquid 95

tilled to obtai rf By ymsvamgdmﬂedtaremweeheeﬁhand
13- oxabi cyclas] ﬁ%ﬁi&ﬁﬂﬁumﬁﬁw
|
Sh

1,59 - Tnmeuhyi - 13 - exzabicycle -
) ) I sGiie . [101.0}trideca - 4 - cne in the amount of 475
This nmaterial | s aaftatals, o8, t dite@Nalde- g, is abtained. 'I‘J:us colorless oil has a mele-
i ntense, woody rkér alCP
106- 108[ err] C a ;

% nes, Bfikative, cular weight of 222, 2 heiling point of 72°C 100
1.5046-1. 50330 T ..The ngyscie! ododecadi ene

e@.}lrﬁce- fanr 012 mm.Hg, and an np® of 1.5021.
derivatives of nspeds bbgueapbhsob adatﬂalamentl r'@h«yb@ﬁlﬂﬂ-m Mmmplelﬁmyﬁo-
i nvention are p%?t yeragessidy i {eéd“’flEPd“EPs mwdwwdmswm kbe
structure. RELEHE Volormio" Al Imwe 05
results are aist aherkﬁl@dmﬂ mﬁhydmZ&&wm&&lf Ibal awstﬁﬁdmh&al_ B Qe [ 13 Pds 24
perfume benzoi @yﬁlﬁﬁ-llrd Ierxbenzm c, perfor milg;, - ylelds 48@@{@03&,39 ens
They are very {0 reiaj Eﬁfmﬁ*}%fﬁ'ﬁ'%% I _ °EF°1 (O .J°CtP1§
per- 85 pe Ffrivé&’%){m an. 5% & 1 4975 O R
t he foregoi nd0priec eltk eamples ar?hm:smémb bispegdsey, mﬁunﬂﬁfriﬂgﬁ, s
remar kabl e for ruqe»ge-r jtabegepsidrred eppiricted thpreto spemometwshowsamolecu@@cmmzm 25
phorace us odor me‘B&Q"ya%’BsC 12  Parti fgenation of
the Bicyclo C 12 . for Ekdvgre Int ense -woody. odorcyﬁ@ y@_g C 12 115A
m xture of 500 .g, &feparitisnlof Sy BicyelCCA2 of A miggre ¢f 1950 & @D 85, sEHoheric
possess a perdi stfnfXts oofpPe s, 9§ Wofﬁmﬁaﬂﬁﬁlguﬁﬁme@rlﬁmod@@ o .
woody anber odor with canphoraceous over- is diluted with 500 g. of
anhydr ous et hanol, tones. To. nake a woody anber type of and one nole
of hydrogen is introduced into 30 perfunme the materials of this invention
can the reaction mxture and absorbed at 100[err] C be conbined wth
many types of -odor and 100 psi g. The sol id cat aI yst rraterl aI IS
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and heaAt BB 26glo§1,@ aCtﬁ e

as natural oils, synthetic oils, esters, alde- t. is obtained. This
colorless oil has a nol e- hydes, ketones, al cohols, |actones,
fixatives, cular weight of 222, a beitdng—point of 72[err]C 100

sol vents, dispersants, enulsifiers, surface- at 0.2 mmHg, and an n[err]
of 1.5021. " active agents or aerosol propellants. 40 It wll Dbe
understood that the cyclized EXAMPLE 1]
materials of the al cohol, and t he ket one can The bi cycle C- 12 of

Ex arpte—tesigity-cio he hydrobdH#¥2d if desired to produce t#he

gen\;edaa@ﬁm@amta%rgemﬁg} di hy dro or _terranydro
der T vat therwmesr, mwpﬂa@dmal %%%&%I.a %ﬂeﬁi@ dfiqh“ﬂ’a agnmeledoy hydro- 105

above i ¢ anfemberateryy &ed&fonxﬂﬁﬂﬁtﬁenl‘;h fhfrpfiltration to
r enowe 2 5 ‘sgg‘m’s%zgh %gzﬁz'd% *tﬂ‘ean@alt em;];{dr@ shar aﬁf\yéﬁmﬁf ebi - |yst
and rennmip]e 1G§ add Eracetic S(&;?@ d@o Glestdy jdngel f .
I, fractAf@natlhons v &indﬁwékS&;t&mQE shed 10 meutealh g exanpl es
serve tf gion masy Wm axiSand the s(ilNaﬁbisCﬂ!ﬁ LIRS o cane,
enbodd ga 5 ; ‘ .° i 6ual pgodowl srdieia 6y 70 havi ng a
boi | i ngmm;onwnh zOfsau?r ) ' %ﬁ% éé%em?tjbhlm wire gglinn. be under st ood

Rics _mandnﬂleur oih a49 L gg‘;é“ apl es are

. ect roscopy !h@vmuﬂdnﬁmabuﬁ@tpomofm nmass

& tmmdlarnd spedtef diietry Bwhows, a

- anal@3] s as I'ndi cated in the appended cl ai ns.

ial,

StukeSof HHe
nol ecullarr gweliq jtt
EXAMPL Emwi his matenal has a rrleasanr woodyEXAVPLE |
Cycliz Poiling. Pm“tl"f 95—115 EXAMPQ UIIar ation of the Bicycle
C- 1220 15301, ﬂ;ewmﬁ%é 0130405 {8

phbspeGrdogh12 A nixture of 3
|iters shewn’ anFigd 10 msl tlﬁcNMRa fmﬁe%ﬁnmrﬁﬁt%gﬁ%%u nt o
¢ d

a flaskhemipd® 2nith a stirrer, ref ndnheamg\ 116 G placed 25008) or three

“hours after conpletion 250 VMeramd,am zimgoml-ng f unnel .

This nmix- of thezpgiasetic acid aﬁq "df?rmeﬁ The mass s stimede i s brought
to aste Pﬁkmm«mm S-diedt@t I € aites vV‘,,ii h an

34[ err &y ‘g”‘;’g" qﬁl‘}ﬁ dlumm@Z@{nerph anﬂldnea lid e Of a 5%
aqueo U Sneiofckd ction fias k Fited _“395??'“ Tga plraFPelsszst@L md@hqla;uprepar ed in
anmoni mners'eﬂuﬁ:ab:elezs& | 4tidl @ebping ¢ 18 washed with one vohgmexgfpl e | i s added

oversg a ¥rged with dm:aa@xed pmeaseaiehgls@&lﬂ T8 RIRRLC gh ayer
After g*agqc Os;l(ﬁ é_@i&j?ﬂ!ﬁ]&é taglmma oft safugsieti NOAHMASIEAE. s r%{)aut rality by
t est Waidh100i ITWS tetrahydrofuran is added ¢ _ .ﬂ;ﬂ% B’Pmmnﬂé@tel @dadded to an

€ ‘beénzene 38 he |

and th esﬂ@:rkv@m thesdrepping \Fertlel iy @ugmi S distilled. .& resum vol ume of

wat g . isgnainggiledl atsi @ Nmixtliie of fiso }m@?ﬁ; i gsstilled by
70 ;tnued for %ﬁ%ﬁ% msﬁ%? afniqﬁl"—illswsat HMIrSainmIHgl it- means of
a 3- fof@tn the aning e F € COl UM ood an o' range °fs h""gw”lg;aturat ed
aqueous eremupmnxmremhea’mm B r06k4I C RS 6§ off s magral s as hyl -

sodigini: %@‘f oﬁggf F’PFEh“di’l@tlrl I ed on a cycl ododeca - 5,9 - dien - 2 -

E“na

one a.S.t'hal Thewaterand xmg"ll-l nch Podbj.el ni col um.

whi te dﬂMngacthrggmnlﬂ el Nt of _ ﬂ]?ogqumz 85 ~ Afdroxi mately
750 g."° boi . Cyc e%%ﬁge@@nm[err] of

1. 585015 g, m,s’; t,,,;;h";f;';%g il <G prtinche te Iﬁmed'eﬂmtceﬂemdr;ancas det er ni ned

1. 5057dﬂm-ﬂi1‘|'-01a§ﬂ?thaTh i ol RE “mcélfﬁ)

obt ai r@ﬁ“ 1 Ceati 0] minal3e andDdne 280k, MO | hzed clo hor aceous

odor , Ed‘;éé?& BQ'Smagnemc duced in Exampl & EOUANPh ofxﬁii 100C
at ﬂwm R & m%ﬁom.cocfl%clllmo{:andstm@y r|az ochiCIO C 12

20 1.5101, the infrared absor pt |ﬁ&m§ﬁa‘g{“2ﬁmh XB& ¥#87 i ter reaction

fl ask equi pped shown Wheo thg Egﬁ (H“r um wth a

stirrery,ssheh condé@@@?‘e@@mng n:;m for az}agag in Fig. 2.
range °

oHon mass ds then left _
gc hobé)ﬁortmmeamd GSOOa_ﬁ[d)fz stihd &&haght_rfﬁm s :
oA meﬁ’;‘@d“%@%ss ChAEIYS el Shburs the reaction. toass 5

EXANPkdndidser, and dro a’fr eGlx PP@Fld‘ewgmnt hOue diree Tdfe react i on
1,5, 9:s'ppqug15 mﬁ&f’%@“&‘a"éﬁg‘%@ 8 N 1ohs.0 @é‘:n BHpapd Separ at es i nt o
t W %?z ic acid ds addedﬂtﬁ'mg soaroagl fufirf2l, O i) 8’"‘3 % Ri m.al um num
organmg,epom fiome=lsh Eﬁ‘ﬁ.}ﬁu‘% ﬂ?ﬂﬁ-d eganic layer is separated and Wil d€ - and 500 ni .
of tetrahydrofuran 1s °T B s Elyms of aquaews exfliumaditbritidy aque-

I ntroduced into a reaction flask fitted wth a ous acid phase is washed

with one vol une of stirrer; reflux condenser, and dropping
funnel benzene. after the flask is purged with dry nitrogen.
The benzene layer is washed with three 90 30 A mxture of 51 g.

of 1 5 9 - trimethyl - 13 - volumes of saturated sodium chloride sol u-
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The reaction mxture is then cooled to room in Fig. 3.

tenperature and 32 g. of water is slowy 40 added. Thirty m . of
52% ac o the water and reaction

m xt ure, EXAMPLE VI | | 100 , and the

m xture is extracted wth an equal Epoxy Cyclized Cyclo C-12

vol unme of diethyl ether. Into.a 3 liter reaction flask
equi pped with The d|etherther is di'stilled off to obtain a
stirrer, a thrnoneter, refl ux condenser 1gd42P32 45 15 g. of 1,5.9 -

trimet hyI cyl ododeca 0 [o} F are_ place met hyl ene .+ “r
dien - 1 - ol m@ig@é" gﬁ%ﬂfﬁ \nﬁ‘g@ ngn&ﬂ,h' bt TS p@&a[@ﬁru) N
180 g. anhydrous bacarbonaxe, and twOipatedof 113- 18[err]C at 0.1 mm
Hg and an acet atvelumesnef @B@atgl clite!dec’i]hpl o G- 12 pr 0- o Amw?terﬁo]
of 1.5134-1. 5123%?& m@ﬁ% DRy e _|| The reactf

mass fadten a,msmmmm heximbansl 15 a' s coolgd to
O[err]C and sti rrwecght ﬂfeepomdizedp 256g Plniintetrd | ary al cohol . 80 -

three hours dur| n 41 epmﬂ/ Nemhml,hgerade ' 60 65
peracetic acid e@iﬂ% (yﬁssﬁpc $ baving 13110V i the addition of t6ﬂe

peracecic acid l Sang and an np®® range of 1.4948—1.4922. LE: VI
conpl eted, sti rrlThg RS specanitni i3 Lsbelnf ipr Fig, ﬂeTheod Epoxycychzed cyclo c12 produced

1,5, 9- Tri net hy cyw @%W‘@"@héﬂm ofy Ho¥fE at a tenpdPat e
range of O[err% oraceous A mixture of 61gag o G 9 - trimetipgl -
up to 5C. The reaction mass is then |eft Lavendm' oﬂ;yla-hﬁlilodeca - 1126, 9 -
triene and 1800 ml of to sExmtesi®r ni ght After_emm&ﬂof a proxi - B85

55 et hyl ene chl oi de, & SbafEThours thegd 7

E\perfumecom tmnasprlre]&

reaction MesS 'S admixing the follo M th a St rr’er _Ether nonet er_
reflux testedof Glidi@aed @xdpoEior8ONT ent One I|ter of : condenk@o, and -
droppi ng funnel. The nixture  water is added t pe reab(itl o d the
is brought to a tef@gag;ture of about O[ a1, ,m )jfagﬂgf and
transferred t.O a Bergamot il 605 .g.. of £50% pesenice its:noaa dmy; ey
separatory funnel. Omnge oil (Florida). - 75120 .00 - a 3 hour per| od--
whil e the m xt e ﬁ Aﬁﬁl C"]“f"‘“’l‘ C‘Eo,%%' c gayerWHfA%g _ hgd,

tained at 0-5 1 lchede 17 gf tatl on fomul one’-vol ure or aqueous
sodi um chl ori de . i Exanﬁsle v, . 50 . : 1 152,932

two vol umes of 10%¢M,|Tésd¥nmn| um sul fatlé :

[ FeNH err] (Sqﬁ,rr]] y’gl\ﬂg‘ " all teybol ume3 The g per f une
conposition is pr esmul acawake UT at sodi ugn b| car bonhd. two pared:
vol umes of satur at‘wngsmhaum chloride. Thé. -

Amount 60 5 reac 4s ‘i s then dri e(?5over magn(g u Qﬁgredl ent
(gramns) s34 fa flbglgeﬁed and th ‘solvént is re- Cassia g
absol ute covered at 50[errT ]|whefein GO-CERCHY is The cr ude 85
Met hyl ionone 60 melghtloflthe epoxi di zed -

product is 256 g. ,Ja ' The product is”
then distlled to C%m Etpp omngmﬁartid bi gerade Hc,/o\c._c,.go 65 10
cydi zed cyclo C 4% aed@rdpbmwsd haV| ng a Patchoul i oi | i ' _

60 boi ling range ~-of 120-134C at1613 ~“Vapillin H _
60 nm Hg gnd el Rkl 1] range of |.4948- 14922 \/olot L
60 The IR Spepafummoompoam@mapamam Fig. 4. Hr—dhe—cman j,Zaeai ty/Cl 0
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d er5r] % 9 :Mﬂ]- {3 - oxabicyclo - lfollomng 45 70 Each of

these f Aimpe ool Si - PRe= it h aqueous
et hanot,mycb[mlo' g‘?%? oxa ed tqﬁ @ m!%ﬁﬁm col ogne. The
t wo cob@g:eemnsof ?Q:dt &\mmH a ci trus arona | eani ng

t owd? der iy Gfd ‘ 519 g%gi(;hor(éb gfthea b8y ler 13 - 75 These
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oxabi cycl o[ 10. 1. 0]trideca - 4,8 - diene; presence of an inert organic

vehi cl e. 30 1,5,9 - trinethyl - 13 - oxabicyolo[lO.l.O] - 14. The

process according to claim12 or 95 tridec -'4 - ene; 1,5,9 -

trinethyl - 13- oxa - 13, wherein the LgepErature is maintained
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