950, 717 3 wher ei n Wezsed Y have

the sanme neaning pounds and Exanples 12 and 13 illustrate #*above.

t he new products of the present invention:- 50 According to the
above-descri bed negative findings in the case of the attenpted con-
EXAMPLE 1. 5 densation of benzoyl salicylic or benzyl thio- D benzo -
(b,e) - oxepin - 11 - one salicylic atids or their acid halides, it was
a) Dehydration of o - (phenoxynethyl) - conpl etely unexpected that the

process with benzoi ¢ acRESONANTt GERCEDHEELEMENT diavamad d be carried out
at 129 g. phosphorus p&HESENIEIGANT MICROPIEWNIC EFHHECTS

portionwi se, with stirring, to 85 nl. absolute 10 The ring closure
reaction of conpounds ethanol, initially at room tenperature and of
general formula (VI) in which Y is a subsequently, with cooling, at about
50- hy8roxyl group can bBaeRgrbead st thd n@Bftdln] C. At the end of the
addition, the flask vari ous dehydrating agents. A preferred pro-
content is heated for about one hour at 60 cess is the splitting off
of water by neans T8 rOefsent] Cnventibnatélates phiosphoetalentb- 15 of
phosphoric aci h 0 pher.j f h dissolved, . 68.4 g. o -
 phenoxy. &rg.élﬁ.?l%lﬁgol&hg L¥phosPrhe Iﬁé:cha%&é%ﬁ. WAPrak3zdd N hl)'}?) _ benzoi c
acid is now dJdd@S¥engyt RE a resqmant ireuity ejfement  hpddogenehal i de from
stirring, 10n psetieullbels 8b Q0Ler&lG MNdind Q{fxficht %%OGBBEEgﬁcQédgeneral

formula (V) in which ditign of the first half, e reaction nix- 65

Y is a hal ogeﬁuggﬁﬁagaﬁgﬁeeggﬂ?ﬁ\@% nEehaniGade ‘ﬁlbrﬁéapédlatmmupiezec]l C. for

15 m nutes andut2@tilarhassa bypéioiEity Flr dRcBRinithiingdqjagentse oafter the

addition of t [ Nl nt such..as al um nium chloride. This
AesbBaRL REaRERY arter yiikifole!

reaction is heate err The can, however,

al so be successful Blegiricedlyr vastnamt prudhd tciireuinki havet Lbhghbéen pour ed
out, w thmutgkandiAdeKke s S e to i;ce.and extracted with
ether. The 7%1 ELiﬂngl’%f b?ﬁeérg%}%&ma%@&g;ﬁmt)l%%’ t %n!(%r g%\??ﬁ’fm%t r eal
extracts are PEP8t fRgoneRcVi sionalofonmadipe dégibalsandemalodhe
preparati on okppifdatiiondi CEVHONGLL 1S UHANg ihheReWbBonahe the acid

hal i des by h@kgg.gnati on %,1‘1 t he sodi hydr oxi de sol ution and
subsequent | y SPFEsBOnEr A HGHE (‘#fjlg)enc VEeURgRBiFable wide wat er
until neutral effittes, dpygrojculddily if wiHeh reldonapbict tsngs&dfr®f hydrogen

hal i de, hy i the ether.ex: 75 hus provi di ng
an advantzz.geogégggrﬁgﬂgo?ﬂét?Pa%:(?'tglq}s&‘t roeé;taéld o\ﬁcf‘ﬂiiﬁ'ﬁ?ﬁal O’Eﬁa‘?%o‘é‘l‘e at room 30
process". principal sources of short term tchapgeatimeredohdmyr ed and the

sol vent evapofrequencyésbéns AP d dRpiRhi cAEELEHL Nul d o rated of f. The
|

et her residue_yieglds, upo . this process, I'S possible to prepare sub-
di stillation f“%c aﬂ?‘ﬁﬂfv‘é&’ﬁﬁ'ﬁl%.‘#— fhediresonant; cineedt di Bamienllwxepi nes
and -t Ihi fepi nstbis hiorophofin @ffedXdp Rausk blé?aeleékboﬁ-rﬁdity the
genera M. a4 = . . 142-.145C/ 0.2 mm , 1.e. 85.5%
of % X i)'étwec.an the'c1rcu%t elements W%.J.Ch maketmot;]@e_ %Wi || at e
s#ligifies i nClheutecdilybke this microphonic effect can be reduced by

and has a nel pi-88ePohiddi o, Ghid Ysed ¥ i -
recrystallisi onagr om | i gs?%i n, the <amel toirn(?;l %lglclf']x?nlcal adjustment [té>r r]

i ncreases to FIMRSRERYE o Mafiesturdpgy yaniatigs @sd the physical
lisation fronfethaod tioesestiaticasulimit® 8A¥ rigidity that can be

i NCrease 4inn t | ting point.
The o - (3;9hen%§k§$r§é‘{%§/1) - benzoic acid
(1) requi red asResemanngeimtwitisaldesd giesic tbbegerate at

in the literafpeQudReidd Sct\réalata‘iﬁﬁro%maZZ§y586;M§9 often take the form
of a resonant transmission line segment. Fine tuning
adjustment is typically accomplished by means of a

.~



wherern Rl err] and X have the sanme neaning F- G Mann and H C. Stewart,
Soc., 1954, as above. 2819; A. Qppe,
Ber., 46, 1096/ 1913). How The process is characterized in that
corres- ever, for the preparation, it is expedient to pondi ngly
substituted o - (phenoxynethyl) - <choose a sinpler and nore

productive 40 benzoic acids or o - (phenyl nercaptonmethyl) - method:

95 benzoic acids or their acid halides of the 367.5 g. [err] br ono
- 0 - tolyl breapagitor cgmpelm tioothel &hput end of the transmission

(prepared accofﬂié‘%éd?néﬂ fgggsx\é?nce has the effect of lowering

H Perkin jr. . chem
1922) are di ss"c#?/e‘ifs%%lﬁ cf@@qwepgcm bgbant amount which depends on the

10C., in 660 ngaliddsst Wi @a@%’&gltor A@huéogdjustment of tHe ]
alcohollc godlun1 henol at sol |on gpre par ed
from 62 g: feghgof adjusting the resonangs( g.

phenol) is aI Ifmmhém:ydrd‘ﬂ) the, rWlsbhant transmission line. The

t , at

a1 o B Bt L 88 cante coomgor combines
to boiling forwitlhdives regfuticrementki af, molmet ig-the capadiftioshaXa Y and
Rlerr] have ”&u‘iﬁ%ﬂ%ﬂto %h@' 5:@%8 £8£ dﬂqé Sa]IJ!nlestngvgegtt?g‘; Eﬁﬁ‘#h yetion,

45 ing as_above, are int danse €t he
et hanol e?rgpor‘”a‘t%dhty qf&wéhﬁaﬁﬁwc‘éﬂégérlml’aﬁbowoblem is the effectn a

vacuum on a \Naiiertmaatém@ldleahénr:@ésdﬂé for thed *leeéo%!alt%‘é‘ n%hﬁéa”p' es 1to 1l
illustrate mxed with mgﬁzr and ether. The et herea 119

preparation of % r CPHBLE oMY MRFhanidlavd brasien ﬁéuthal with

dilute so- structure4 to the resonant c1rcu1t, once again caus@ﬁ@ 417

di um hydroxid an th (phenoxy - benzoyl
chloride in 4?‘ %(}Iolﬁ%’g?ﬁc 8% eeéel elhecs,‘rr rlegsladt?v?g%e%ﬁFnPnﬂoﬁé- car bon
dlsulphldé5anGlg}dﬂStrﬁﬂtuﬁbeﬁgeneesonaﬂnrnhmﬁuxu elllemenhesDRabhothabe
solvent is thad |&£f"éc%%”5?”¥rlﬁ?é@i§ﬁ%f§{oc§< QU 33 Qlirgs geeaL €d O

boiling for 2 hours in a solution room nper at ur e and subsequent | y
heated 5 of 130 g. potassium hydroxide |n 1200 m. to boiling for 1 hour.
After the reaction met hanol . The solvent is evaporated in a product

has been poured on to ice, th\%i vacuum and the residue taken up in
water organic portions are UFWaFKeogdHP?lﬁﬂV%Htl°n and ether. The
separ at ed2@nd filtered aqueous ether, separ at ed off washed with 2%

sodi um portion g1 w_t h | ut e ar bonate
sol ution, then mnt% %)1g2§?%ﬁ$§% Q%gJS g%%g}ﬁgwe 4 8PPV é8§?r8ngly
acidic re- hF@P@%F&Bl§oBGFF@huaﬁdqutﬁh&mﬁnaqu&m@ytHetermlatngon is

obtained.  The edeaehels! ateal of ey S0 fenlidTRLEHak D, 2 YAGUUM  The evapora.
75 is collected,in,a sugtion filter funn tion residue yields,

upon hi gh vacldAPaRdssion [ine resenatatausesand s§ripding aegmenturmade
tillationgs7. Ergm (:6&%1cbivéhlewe‘ﬁs Cbﬂ’-)QﬂZtﬁ’rltllay%tr pROHE Q0L EFEL L Yiel d:

208 - : : 43-147 c 15
mothyl) - benoare oot Sront B aiRsecbBeRy aBos, pga hrow che

68- 70[err]C) striplige sggmemttr@hﬂ)stnmﬁmmneeéegmehbela/thbSO@atally The o
- (phenoxynet Qﬁbloseﬁeﬂﬁoé(l sGi‘icﬁ’r 'ﬂ%ufgimi 1n%omp§:8ls¥.l|.bﬂzog}.gfectrlc

used as startlng Erla whi ch’
hitherto been™3ESEiRrbeandchR ?ﬁ??ﬂﬁ%ﬁ%ﬁﬁjq&wune to vibration effects.

30 A plurality of shorting holes are fabricated at one end
of the stripline which serve to short circuit the line to
the ground plane layers above and below the stripline
segment. Adjustment of the resonant frequency is

accomplished by removal of the plated conductor material



b). Spl'itting off of hydrogen halide fromo - chlorination of the

corresponding acid with (phenoxynet hyl ) benzoyl chloride.

thionyl chloride with or without the use of 20 ) 59g. o -

(phenoxynet hyl ) benzoyl chloride a solvent.

85 are heated in a stream of nitrogen for 2[err] A 45.6 g. O -
(phenoxynet hyl ) - benzoic hours in an3oil bath at 100-110[err]C. and ¢ "
acid and 73 ml. thionyl chloride are heated then for [err] hour at

150- 160[ er r] C. if$ides uthe Haldmidnien@tf ar t3mBounsi1 ARELraMaRd Hdhagk
sequently hig isti t.ion yields 6 _the excess thionyl chloride
in a vacuum Pfh% gg d}j ]?%f%t%'mte}%éo 5)18F§@ﬁz5h%s(%e,“é‘3vq depin - residue
i s crystallisedereishes divn enViaglgdng 8Be holdlwitlore ddill. This

150- 160[ err ] CJ {hv?ntWB OV s o2 Gph 1), .-, henzoyl chloride

m p. 60- 64[er ;Jc. gn ey i e%ér%yslt%}ls??sgﬁ%ﬁ'flrﬂgl%y{%'m%/n%?mf%?ﬁ fPF] Ehej o
93% of t heor yEeSonalqy &fignentise whd rhi Mgy pbe ned] yatreshdus siopd®, lowB) 7 il .

t hi onyl chl ori@est redhmilqueghl or o- 70[err]C.

form are added dropw se at 20-25C. to 30 1) 5 g. o -
(phenoxynet hyl) - benzoyl 10.6 g. o - (phenoxynmethyl) - benzoic acid in
95 chloride and 5 m. xylene are heated to 25 m. chloroform and the
fl ask content boi l'i ng r . After_renoval aof the brought to
boiling for 8 hours. The |Ite§rsle)§ggﬁp§6?9e?1§ t’re"he NPYCHER the evaporation
residue &8l ution is evaporated in a vacuum and the is distilled in a

i gh vacuum ¥ el d:pfs 4 10 snoi@S 88 sbREE KDL YL b ek ff s il - Yiel d: 35

(81% of theom rdl benzor- (b,e) - oxeplg - 9.6 0.

|(zié](phen]?xymst 55‘3 -;%%I eéHPGFPHEeig’Oen tmlwe.oﬂogﬁiia¢r15®€/;0.3 mm
.; of mp. - G. .22.shAf aOtrbB8OE¥ction Widw ; -

EXAVPLE 2. micr I Ihlo)nill.sétl: 9190 %%henox %r%rtl hyl)_ .- bgnzoi o D benzo -

(be) - thib gpiq Crpphondce stripling LRgeRakc{acqardimg tenthei BeeaeBt heat ed

a) 32 g. os pinoread iioant oxi de are added 40 to boiling for 8 hours in 12

m. xylene. portigiw se iR st kﬁ%ig ewtgfztztremri 85% 10?‘8 ., The residue

remai ni ng behind .after evapora- phosphofic acld,” st arting 8t*Foom

t_e{rﬁera-_ N ﬁté'ﬁll’&flnlehé‘f§gg§'éﬁ¥ §2§¥@511‘;z;%{12(;73%1§£f )Vture and thegéL

with periodic cool i@, &t s68ws a tbPePLY éqbt'e t9rxe; OXEPIN - -

one. 80[err]C .The flask_content |s heated for about (b.p.

142-152C/ 0. 3 TP ,me&%pf’feﬂ-m&-%%ﬂfO%OW FFodpling Fespmapddsphous 45

68C) . 20 according to the present inventiRf¥t @kwigde is conpletely

di ssol ved. 12.2 g. Betier yields.and purer product are o -
(phenyl nercapto - %t%ﬁyls) Spoggn?of'%pa%‘r%f” of ad’rﬁ‘%eﬁ?e&“%ﬁgﬁmﬁBFkPﬁgaw t hout
sol vent : Fea-pagrantiedit nsonip bimrintesotidtor akebsdyAg to theb5. 7 0.

(0.025 nol ) opipBenexyaebhytids. stirring, at 80-90[err]C. and the reaction
m X- benzoic acid and 6 m. thionyl chloride are ture heated for 30

m nutes at 100-110[err]C. 50 heated to boiling for 2 hours. The excess
The flaskkfontent, while still hot (about 115 thionyl chloride is
renoved and the resi- OlLer.c]C. ) is poured on to ice and extracted due
heated in an oil bath al%e%ﬁi-llfgoé??crgﬁh"%t rtherRraggmsisned et her eal
portions wi th the passing through of a dried current are washed
several times wthgh¥ godj 4 L.00en, until the termination of the
hydr oxi de sol ution, then Wlht V\%rtle?%oﬁu%l%%ﬁ@%e%?gr-Sggﬁlgﬁ'lsS i de evol ution
(about 2 hour B} CrOofELLPaFeseRIkRr \Rlamenthypdgelsofi the suior 126, A The
subsequertto hi gbndMet e sei-5bi11 atdLQs @Hﬁ%@o@@gibhgeéﬁéﬂf?%&?@xed (10.4
e) - e et

g.). yields 4.2 9. (80% of theor di benzo - ( ) er
resi due vyi el dg?meﬁl e?g??%tg‘?%?lf oln‘P sepdrated; hy. ajdielegerie layer 13.

142- 145[ err ] CCOnduchivé stgipill eidhiefonn®cRed tbi geourd8% Dind NBGFe) 14 mm
Hg. (mp. 63- : eatystal o o dibenzo <. (b.e) - thiepin - 11 - one
(mp. 60 i sglt@ic%np r%%?sopr%%éf:\ioﬁﬁant eer(%g'ﬁo r@h%bi'ﬁ%’ﬁ'éden ZQ%G@S“.‘ Nf t er
recrystal | i saFFepeRbnft@. Aplurality pfgshiglés b2 sheoow)d fheWap
product of propanol and nethanol, with the addition mp. 71-72C.

of animal charcoal, there are obtained 7.2 g. V) 6.7 g. alum nium
chloride are added (64% of theory) dibenzo - (b,e) thiepin -

portionwi se at 20-30C. to 12.3 g. o- 11 - one (mp. 86-88C).



950, 717 5 b) 12.2 g. o -
(phenyl nercapto - nethyl) - ethanol evaporated in a vacuum The residue
65 benzoic acid are added in one amount, with is mxed with water and
et her, the ethereal intensive stirring, at about 80[err]C. internal
portions washed with 5% sodi um hydroxi de tenperature, to 70 g.
comercial poly- solution, then with water and dried with 5 phosphoric
acid and the m xture subsequent | y anhydrous sodium sul phate. The et her
resi- headrell figtes3® finithiet eesahat o8- é]lélﬁ@ttr]s?a atheo dgela8d. 2 g.)

b I | I b
sorerr] - affiidls Sikieldr, groh; BeSPRE Nowiing 5 any, BT oq
into ice vvat erorpanents . a@me@xgevanél ca]b@cll‘Zomomqé: ishaamgolist heedotol6.5 ¢.
pot as- e mamgaeea@m&dvgfi%&gb L Sjlhydpohde and 165

m . methanol. The 10 tracts washi n solvent is
evapor at ed | rFesqpaitfufiresi@ncreof C°H9’d¢‘é§(‘7@i§%lﬁjtlllon I@naloﬂét wavand

drying, reswim; takReE wubnp%beaeanéneémén&&e ref@natordk@ehbped from
solvent and t (ﬁ/%ua?atl .on ggrat ed an fllter Ivgwaq eous ortions are
resi due disti ‘?re 5 iR \958 R $hapr O‘Fﬁx%b i ABY with

di l ute hydroctark or vitkaZign G}hlbehzeauséé) .ﬂ)leldmlmom@ moizé wi@Re acid.
The preC|p|t i,he c p 5[err C/O 03 nm Hg
2nd . on e A EdrRuE iV TbER € 1 Gtk Rnalde TR SRRLERRLD] T
i.e. 20/(100f ﬁmm%pﬂ ébeyyeapnatqatelemdm ithis wesovatar about
50[err]C. 8Qlemerdt S&f hadl 'i:B”bbﬁ@PBPp@H@' frdffed) tdfq%np[Q'SEElllH:oges' red,

t he crystal mass IS triturated I ncreases fo 88-8
ligroin for tH&EGERoFRe G’FSH&FoaP‘eE frpavereeguodulatiopefythe

(phenyl mer cam@eralﬁdnél)gnalbemharé 1é(lelzﬁieec22f&r G r@sonbRor element

chl or ophenyl capt.o- 20, .ac equir t| n mat er i al

net hyl ) - @B‘l ?Pa?‘cﬁ 3514 u"}%{a E%%? r?%‘u egnsahs| Sﬁﬁusl y to
o - (phehﬁxynﬁrhgﬂac—turllm Vﬁ?%bﬁ.onbeoblyt is suff1c1ently rigid to85

benzoi ¢ acid,g I [ brom de and sodi um

t hi ophenol at e H?Hrﬂa[t%r tlt]) nﬁc?@hon?c e££)é";I%CN\/PLE of 80-85% mp.
106-109[err] C (c. fFICBr i4 jsdipws a cgosspgeation ‘di%'erpzfoa- nog—e) - thiepin -

25 Patent Nouickbopheil stripline resonator as a preferred embodimentll
- one. 25.8 g. (0.1 nol)

o- (p - r’retiﬂ/q theprpgﬁﬁent invention. The striphingeppesgnator 1is
gelrjcapt OBB'E BWa)brldaﬂjaaﬂ)h if@ofmC adsal‘:ﬁlbﬁtdst)chl&ﬁfﬂ.tl%yer pridtedchiee0it I

I benzo - I e t stlrrln rr i,bhto 140 g. poly-
11 one. " Board,"BRigkising, dh oot Gtha TachE T 280k 8n Cq oy
13.90 g. (0. 0®pa yadid @helechrdcopaeay|l7, 30 qengre coagut@0r128] ear ] C.
working up 3Gowl CRALQTRLRY b PEBZPheAC Sl Al AALGHR, g,rohﬁheggjahéce as
described in nore det one
80[err]C. ExXénire 1P- Vip@leer grvuedgplfzne mmﬂ& an@slower( preupdal
L ermeratzsel) ﬂlﬁs.n@ @y&omeagbahogduﬁem@ Ia;(é}.@ wmtdm %E"enjc::$1.51§ied eag gf

p pol ypha ri.c._,aci n eat LT .2 mm
o and m b T STeRa1 G bundbor 8581 AF 9095 8 @maiR o RpBRde LS
118[err]C, i fe>r for=tst:ia m@duytOAf 23r Vppeysialid Ieltagte)ic Thgekl a8k
content, whilg $ty Gab i P r onpound
80[err] C ), IS dgtlldr“}regg%llg ?g%lﬁgtggéan%’%é-ﬁnaﬁes E%%%SETZSFeH
100 tr actsttidui oI hand TheomprassHete dkelactricTmetegial(p - n‘et hyl

- phenyl ger cmarﬁ_—er cor@ictaet 93, aébﬁﬁlé@éb} %%i@& fiéls'i%el ttﬁgd' um g rreg hyl)
roxi de soOl utl on and water

- benzoi c aci S, as startl

and dryi ng, %3;13& é’&lnltﬁ ﬁgFS’@ﬁtt]Bo?)rd (P cmitFUgtedotosre freed
from sol ventprawidehe evsponati shriphiny | seyeapt afetshypredetkeniaed aci d,
rom oSl ten! el A o HBE of W a1k B - DTOT - 0 -

tolyl brom de an
shortlng holes 21. Shorting holes 21 are holes through



87% +of theory; mp. 127-130C.). Yield: cresol in a yield of 85% of

t'heory (m p. 10.5 g. 2 - chloro - dibenzo - (b,e) - thiepin -
128-131C.). 11 -one of b.p. 175-181C/0.2 mmHg 45 and mp.
130-132[err], i.e. 81% of theory. EXAMPLE 5. After
recrystallisation from isopropanol, the. 2 - methyl - dibenzo - (b,e) -
oxepin - crystallisate has a nelti ng5 poi nt of 133-

11 - one 110 134[err] C. The o - (p -
chl or opheny!| réve aptiovhsch iy cuitapopedyriaberbal dfawing @p inmerhyl - phenoxy-
50  benzoic %J&Jc@‘ﬂlra‘i‘:%da%ﬁhaét tBHaHBE Bhé %aterlé:ll ”%ﬁu'&%lt)in Bepeagi ¢ acid

was produced as f ol . _phosph orus pent oxi de
are intro- sezrwee tq;, shogt) ciggpit| eeptex qﬂt&ﬁwtoro% {8l yPreguced, with
stirring, i ntﬁo\ﬁxd”pla&ﬂ&@.'a&*e@ 18 ahaonw@r (@f&ﬁi&%ﬁa@&CQb%Bglbo DaVI es

and et ha comme room {:’? ture Per ki n g& . Chem
Soc. , 121 22"6%?91 r"i‘dr&ﬁﬁ’%aﬁeﬁ pline rF%‘%“ﬁI’r‘i r‘F&r"‘:}Pa%Gds 355 are

di ssol ved i n Sbrt .ciatesdltut & ebhaaot;.ng(pandieI&.ach:mrmsua@uaebadAanﬂhe end

O e ot o AR A1 AION IBRELLL Con il GNALIS oIl LR cle

fl ask content ron
t hi ophenate <etsinctoth@d a@[d 45- 166¢. toi m@l@lcqrmﬁr Cond@prt@éfuéédtbrom 29

g. (0.2 nol) &helcmﬁr&ut %ﬁ@bﬂ&ﬁisunébﬁnaéélﬂ&epquaomsgaegom de 120

t hi ophenogl , 4.6 . sodi um, ,and . has reacted 1 g (0 05 nol)
o- (p - 88’ é&%lm@%t%ml)s ﬁgrapiwsdr%%owwq r?n%HSh Shﬁ’yflh?

phenoxynet hy|§urfabﬁ17c§lirﬁle@tlld>nalfer clasityring, at room terrperature and
the flask added in one a nt th %o at tent

e
subsequent |y heat aod g""iD ud haetﬁi H?‘Ifu‘zrrecl%eta} (fhfod:r 139 ninutes
at 2 hourlmleAfZJerclamﬁlstng;o thenpcetngi pad el ®idincichcrebde- thef err] C.

The fl ask corgeergg 1 Syt W Bonauce b8 9811 Shecbal foPLdigageater part o

the still out st |rre 0 1ce wat
950,717 15 frepusamacfedhs mesanhet stmepbmwmenﬁ efpusg, 7 g. 2 -

met hyl - di beé}Z&rtn(gb 1ﬁ91e's 2@.5 rov:.éfehsrmééﬁéa@éSadﬁfétﬁrtﬂéa%sBQath h 5%
sodium oxep S gﬁg ﬁ]}47 150C/ 0. dr oxi de .sqol uti on or

wat er and dry#‘ﬁiﬁ“%ﬂ“e‘f bneg’éeﬁ%%?‘? W6 thte Fe@uirdng.

fL eed from E oémﬁdnaalnd:dnl@mmpor REiotal esf - the | @nhdMdtivd gleitingd. 3 g. of
the pure su 5 10 ; 101:105] e C ) tri.t.urat stance are
obt ai ned (m pfr &S ]h%les 21 i F’ﬁpf{’%ﬁé} a&:&mal&shﬁﬁ%a - net hyl
- di B@nzoirl](]bl,rgg theyagliectediboleodt witime drill bit that 1s EXAVPLE
6. sldl htly Ar (%er 196n 1 PRECEE Gind Ghol/S: 51%150 ltlli}ﬁ?x%)fesBy re-

2 - methoxy - dibenzo - - oxepin. - crystallisation_from
i sopropanol , e ekeqEHiFal ConneCtlon betygen ’6‘%% sedpgichiolfcrdases to

108- 109C. and e Qrodnd —pltaeitahyl - phenoxynet hyl ) - a) Dehydration of
o0 - (p - methoxy _{je Zoi C am\%bused gs startin terial, was
phenoxymet hyl ) - ETSvi HF @ Y eEPYedOPi ’ﬁlﬁ‘ﬁa‘? § 39~ (p - nethyl -

The reac@bon micrdblpnipheaptiplisepertonalidbr as phersferareh piuboetimgn)
b id, -
enz01 ¢ a1 oo ) Ul Weklaril o 2LSGLY! S 100 AKRS I cheT 1]

bromo - o - t as descr in Exanpl e
5 a). 25.8 g.was SIEP"W giry KJG. 7@*757%39#1 91'0411@ HW[‘%r]ré}l@r 18 cov@rE nol) o -
(p - methoxy rhdhsfoXddBidited circuit board except for the area

occupied by connecting pad 16. An area is illustrated as

30 cut away to show the underlying center conductor 23.

Center conductor 23 and upper ground plane layer 18 are

separated by upper solid dielectric layer 17 as shown in

FIG. 2. Center conductor 23 can be seen to comprise a

narrow strip of conductive material which joins



benzeic acid are introduced at 80-90C. b) Splitting off of hydrogen
halide from and the reaction mxture heated, with stir- 80 o- (p
- methyl - phenoxymethyl) - ring, for 30 mnutes at 130-140[err]C. Wrk-
benzoyl chloride ing up takes place as descri bed
in nore 20 ) 12.1 g. (0.05 nol) o - &p methyl - detail in Exanple 5 .
a). The ether residue phenoxynet hyl ) benzoic acid and 20 M. (23.6
g.) Yields, upon vacuum distillation, thloqg chl ori de are heated
under refl ux ¢@mectolryy gad 16 #Qtﬁbﬂytln@|h@h§% 1 d&) thisgs 1 hour.

The excess ”Ex&BBﬁnﬁ‘éHtordfd%HeSpﬁ:@senQX%{réntlé& Sl’%lq;g Bolesl2§- 162C 0. 05
noved in a vacuum the resi 1-93C, i.e. 81%

of 25 taken & i3FzERgRd %P&ﬁgeanalaﬁeoﬁs%%%monquz 3ggo as

r ﬁcr ystal l'i sam osnLIdvara lcs@weepapabmg oftsm:ctg%ﬂg;w%ﬂésa 2191 brﬁ:«)&c:t&nBO\tlJ\Ar1 S. ]
The cryst oi,nt__increa 4 urry IC
preci pi tages ? J'rf‘"’hat 5"05“: ca‘?ﬁg gléy(p %‘B%%&‘SF e“}ﬁ?é*f %’5 - go
is filtered dﬂils\nmvesnmtqmrvaawdtmmembart@f SherrAning aml@sugédaad st arting
material was ¢ d & 1d:Q5Q ] 1 ned in
t he usual manner %‘ %e c'?feae'ctl onﬂgéétﬁoggoéﬁﬁlé bﬁpﬁéﬂ&alle%g Pllﬁ?ég%;e and
the ligroin %worwea il e agcordingytobkbai @@J%‘Wﬁrﬁ: esiregpt her |i quor
are freed in a vacgts f£ WRowd™at Ry REERAOL( ¥heh ok I8%¢ Rfe theory, mp.

sol vent and the eq\;g&%{%tl on residye distilled 176-178[err]C).

95 i A% IFTERP ofTRe PO A CEBPAPRALY %trll%lme SONRETsti | ate of

b. p. V\Ihl40;’1 142|[£cfj¢dfﬁﬁ1§f)5tdﬂr1]ﬂhe PreSphtt inggnﬁiénofuﬁw( (mmmnhhbldsef rom 35
Hg, ich soljdifli i e rece tL_and_s

phenoxynet hyl a:J_'erL T8 &D‘} S5 r‘fg epglnr?iflrgfpﬁ?[nﬁ%gc?nﬁ‘%lto boan%l excgptbenzoyl
chl ori de. fax y@taldn@atqmmedrrbvsgpnopahmg park Ifel tAmg.rea 8s5 g.
(0.025 nol) poj,n ﬂé_)%g ( the m xed
phenoxynet hyl Il&%eﬁlazéﬁ%él gag EF Eh%\g % tlynlg?%ptj)cle%lttlevfn th Kl err]
gi ves nol8epreardustor t34- or%ﬂnt@liﬂ 6PPEECHPE AtaARY URPHOITHOVRS BLlape40 The

total yield ofayer 1®tdVd segdirBeRdoby uﬁ_@éfssoirﬂ? &2@1@%&&2@53@&@;&%0“ de
| .e. o .0 In a

i s renoved oxepin - - on .
vacuum and t He® lé%ﬁ‘b'%ﬁr HeEatEF icﬁnéHCtor S%hﬁ?ﬁf’e seen to comprise a
oil bath to 20erRRGtrin tdf tdoadpasdvegmaterial Ivh)idh Gagns( 0. 025 nol) o -

(p - nethyl en.._ung jsl e;
phenoxynet hyls l'E)enzoq'tcb AT &td% Qng %’a a.ﬁ& 15”«8% hcf Orl‘ée SR ttlhgn
(about 2 Zﬁour%‘;hemEﬁnd hIQﬂﬂﬂerC iFondugsonr é4 bf@Ugihta tltﬁﬁtm’ﬁﬂtng"tfrépl}ne

Distillation é%gﬁe B 1 ds épgngcurcult h%j!ﬁﬁﬁhén@ cﬁx@_ﬁ%s _
t hi onyl chlori rermved (70% of theory) - met hoxy, - in

a vacuum on arSERRANYAILAUEREY; Ofar ﬁnte{fbc@?duc'b‘%’ép?% is Pfc"r‘l?rJréSS’de p.

152858%0 f byls@lécets;ihﬁbue:emswlaetabcdmtameamaip:c Fr&atthe rogen @nd m@dﬂ@cc (m pI

7 After r rent of nitr n unt i

i sation fron??ré %Oplél?o‘]l %ﬁé‘fzgl&f”e Bfa?ﬁeﬁc%%mp %eh edﬁulé’yoéo Tt I%gdr ogen

chlori deZévoImtocmE QlB‘;‘pﬁg thetmaf¥riefl phebhg)pointed eipraductoard (about

1 hour) and sy u yvacuum
) st 5 rﬁéﬁ'xts tileeaﬁzt:.?x% al g‘let ?5 vcd%ﬁ':ﬂ passes n?al@t

di stillation. benzo - - oxepl n- 11
rO‘BlAl\FIﬂTE PFlnted Cdﬁé’uéF BOBrdMSIhCi%‘%ﬁE”G“*gl :
ioé igggro - cbditor Iden thisepalr ralse§15t55re§&%nwffxtehﬁwf;2cylm p (0. 05
ml) o - (p -IThetdgptd be clear thad By Yaylﬁgh%? c°%cr1}be L]f) onyl
a) Dehydséti omizné of -sXqr -2& Memudphiagofyom removal oof dentendials firiom xyl ene
are heated to n b 8 hours. The
reaction m xtcl:ﬁ%ter %Iga%)rtood:u?% o%%let g%%%@%ﬁgcgsagi%%%gﬁéed 60 is m xed
with ether, veEPeAneEats if fthds jimvieptdometail in Exanple 5: 13.1 g. (0.05

120 sodi um hygtexi slessabsitd QAbp tvhsa: Wt Bnveher eBbdifent (X -a
chl or ophenoxynet gi(’eg benzoi ¢ and dri eggw t h anhydr qus ,sodi um

sul phate. actdz E?P%Hs‘étft(rrl@&dﬂ oRSPPRBTSH ATHYTEY *° Y@ ter renoval
of the solvent, the evapora- at 130-140C. (internal tenperature) with
tion residue is distilled in a high vacuum pol yphosphoric acid ester
(produced from




950, 717 7 21.0 g. phosphorus
pentoxide and 14 m . (about 2 hours). The flask content is dis-

absol ute ethanol). In this manner, there are tilled in a high vacuum and
yields 5.8 g. obtained 11.8 g. of crude product (96.8% (81% of
theory) 2 - brono - dibenzo - (b,e) - 65 of theory; mp. 65-112[err] O
and, after dis- oxepin-11-one of b.p. 165-168[err]C/0.05 5 tillation,
8.7 g. 2 - chloro - dibenzo - (be) - mmHg (mp. 126-132[err]C). After
recrystal - prepep rinvehtlononeppérbgﬁouﬁ@Zlea&Eé erayle@ Q85 ubbeati on from

i sopr opanol tl‘i(]_é%& a| nc?r_%il er 19m cggtgrgdc?'ﬁ&ct%%:g 21325[err] C i.e.

71. 5% heor plreé of "tHeory. After
recryst aI | | satom’r&dtrim na§016 @nﬂpshqgslmm@les] @1 are as shown in 70
propanol therfomo it 4% 23MRbbyBY ROLOhadOLi Rl Skapl 28l 4571 C

EXAMPLE 9. (p_- | or ophenoxynet hyl ) - “benzoic 3 - nethyl

- di benzo5- (@%}ctn@aéfpmupled tacpanggvédcca%d%tm i2%y AaPdiralifys

prepared of connecting p&ES‘ 29N8erve té %éﬁﬁlélsd&ldd&ﬁw stk-o@ wg- bromo
- 0 - toluyl Qrom de a p - chl orophenol cribed in nore

detail in Exdibi I S CoPRPRCRFST .S YA 1 GOVRAEAE ) | 5 ay

14 m . absol wterizg) Athalerates &bl emﬂle75he non-mxcrophonlc strlpllne

to react wit r.u i | i n drogen

hal i de from '}%m%to@h‘%gﬁgg\ 2 ES%Q% g%rcu:.*% é)mp%% é %1% fm%fcl@& (p

- chlor oﬁ;ﬁen@quilmqn)ts» Olfeﬁi’léyl mﬁenhym)l lnmﬁhnqrcamdimr efi nnleoduced at

chlori de. end of conductlve str18 28 an&b@éﬁpﬁﬁ{gerdﬂ Cordittiihe flask

cont ent heated 13.1 (0.05 1) (p -~ chlorophenoxy- for 30
m nutes at 100243 rtjoccen\WhCPﬁdUS'Go?Omn]%Y AD2C Yigiey, GoMPddng ar e
heat ed under FgfHdix tHaiﬁ&ijQ_nahbtﬁ_vagcoﬁf)]_ﬁﬁgy\Dr ki ng up as pre- cool i ng

for 1 hour |n 20 t hi o esGri bed, there are
Cotained 6. 0ng By e AR sHOME bC rophrSHE (et drteent (64 0% of
t heory) 35- nnwgtit::ordmkmm@es a straplime tésomasidue kel adlin 20 .

content b ough Tt RE iRy (HRAlE, et MR (i 85 25

boil for 8 hcﬁﬂ:ﬁlStAﬁItQErmetdm@,a@éret b@ﬁlﬁﬁ éltlh@rrngei teatpport oft e or ganic
portions are yeshed 1‘Mc§di'np'§:é’s31ble-r3§e9ectf% mé'l?éf%l wrﬁwtlﬁw ) -

sodi um hydr oxi de sol t| or1, gl 5 benzoi ¢ aci d needed
starting nat &595h 1sdﬁr&‘,fl R FPed 3??Bﬁ%lwa¢hér€%ﬁaﬂ
obt ai ned2on tde asusd dmtyeersaftreom’bﬁcemahufabt@ﬂmg varidtioms.r @hedue (12.8

g.) yields upon - toluyl esol in ield 90 30
vacuum di st ﬁ?%ﬂo%s g gesg?na%% Ehf’lg} S%?n%/ﬂ FREGT y q:oy t%
145-148C. ). proklidwerndd mlqu@pélpnlcOﬁéﬁeqts 11 - one of b. p.

174-176C/ 0.2 mm Hg and mp. 117- EXAMPLE 10.
123[err]C, i.e. 78% of theory. After recrystal- 2 - nmethoxy - dibenzo -
(b,e) - thiepin - i sation fromisopropanol, 8.4 g. are obtained,

11 - one. 35 i.e. 69% of theory (mp. 126-127[err]C.). Better
yi el ds and a purer product are 13.7 g. (0.05 mol) o - (p - methoxy - 95
obt ai ned when wor ki ng wi thout a sol vent; phenyl mercapto) - benzoic acid
are intro- 6.6 g. (0.025 nol) a - (p - chlorophenoxy- duced at
100[err]C., with stirring, into 100 g. met hyl - benzoic acid and 6 m .

t hi onyl pol yphosphoric acid and the m xture heated



40 echloride are heated to boiling for 2 hours. for 30 mnutes at
100-110[err] C. After the After the renoval of excess thionyl chloride
usual working up, there are obtained 1.5 g. 100 in a vacuum the
residue is heated on an (12% of theory) 2 - methoxy - dibenzo - oi |
bath to 130-140C., with the passing (b, g) - thiepin - 11 - one of b.p.
175-187C t hrough of nitrogen, until“the end of the 0.05 mm Hg and
mp. 89-90[err]C (from 45 hydrogen chloride evolution (about 2 hours)

i sopropanol ). and distilled in a BIgMpacuum There are The o - (p
- met hoxy - phenyl mercapto- 105 thus obtained 5.3 g. (87% of theory) 2

- nethyl) benzoig, aC'Adﬁe%%ﬂhh%dcﬁx?cﬁiérélékﬁient haﬁmr@r qns,l@h%aéant (be) -
oxepl n- 11 - one mat erl(e% was ob al ned e usual nanner p

162- 166[err](§"0':r5’ Rreg FCtepoc a??‘ﬁ?f?“f%‘?‘?]m adio - o - tol uyI
brom de and 50 12¥[cﬁn‘t]eﬁ) cobiduetoler i(RBY afabhivatdd | fxpnoian, the p -

et hoxy - th| r]:r]e.r’ﬁ_o (Iﬁ%:}ﬁt%% %%gg,;ﬁ)boar&ormound nmelts at 126-127C. ;

yield: 4. 110 g. (78%
of theory). a flrst ground plane (18) positioned above the

EXAMPLE 11. wenter conductor (23I§XANPLE 8. General
wor ki ng et hod for the prepara- - bronp - di benzo - be) - oxepin
- tion of 11 - %yRAWHA grppnd piane é;ﬁ)hopoggloned below t 11 -
one. center conduddo2Pybp)> di benzo - (b,e) - oxepins or
thiepins_(I11)

: ... 115 . 7.7.9. (0.025 npl)_.0. - .-
br orophef8xy- Mmé)ll-tyb&]fzdilglgcPﬂaaﬁ’gc%‘g‘wgsﬁ*ﬁ%ﬁldeoﬁ??&f g.
(0. 075 gram Iy (iEgnagiyuwhich sbbparate the dwstead d@dm@itloirngztso)r 2
hours. turni e,tetr dy,0 C t hi onyl
chloride is r%e%é%ﬁgungagighgg %lghsf%¥ détl{’le & &% r%t %;éegé ed 60 a
vacuum and t e resofiante srte*apédnensagment (%k mheld nigidiat iyl pledede. A
solution of re1digtdy lam%éﬂf&&egeanat sdclnd (Y Sidd ©1a4Ud 1(180- 96,0l of
an am noal kyl halide in 10 12 the end of the hydrogen chl'oridé
evol uti oh® mand et rahydr of ur an is then allowed to drop 8
950, 717 in, id ;smwaﬁwa@rfeehbhainghnoxeévm) bigi lwthickb- 20[err] C.,
wat er and et her %l d th gg d t.he lreactlondmtxture
subsequently € THe o r® r‘ﬂ &nﬁofnﬂ"Sﬁ% eb%r?ff SFOMReIYARERPVEd tRaqt ed
until all the.oxrmgxmlajmrmaangeadnedtmenltyoflg:he heesoontnEdeqaehey extracts

wth i f CERY-IATS \g].EE; ] ition of anhydrous sodi um
sul phat e and renovi r}:g anh S gglmiggg\l\%g?ﬂ ide (about 10% excess). A
sol vent |n a vacuum there remains a_resi due solution of 0.05 nol of a

di benzo 20(b, e) - 2uwhi dhe FPsepapti ciFaribrel®RenY iRFENY or ligroin- 20
oxepi n- or thirgpighifikhnt eﬁer(:bhbn@bt 8F P&t &Sof edMim 1ylfedx@$1etrhe car bi nol's

(rrr) in a suffici.entl | es to. 10, in 10 et dro-
pure form fdf° “E%%H’r%ﬁé‘r a\%]l"ﬁﬁﬁﬁa cop 1éCt ive Stp § 2?),[ Wi‘r’r

dropwi se at 2eR0fsdred Gronc dhei nehseraoondtﬁctmce&s&a)r ya,nd)erme:hr yst aI lised 10
and the flas 5:]9{% Qﬁﬁ’the t r e,

i sopropanol . € darit% ours g}tg&4g 5‘6{%%’]@%&% erm In the
fol | owi ng5Tadretween extermalegirgsit elﬁm%ﬂt%faftﬁeth%a@ﬁ%@tt he reacti on

mxture the Gardhiitolel dnlenlt) HAKRHYC eHs 2GR OE HbdM i croplonideeraesad W th
about 30 m. of a satu- this process: - rat ed ammoni um chl ori de

sol ution at about 3. A resonant circuit element having insignificant

microphonic effects, characterized in that:
a first and a second ground plane (18, 19)
30 positioned above and below a center conductor (23)
wherein the center conductor (23) forms a resonant

MR



- TABLE 1 Yield

(% Carbinols (I11) of theory)

mp. [err]C. 11- hydr oxy-1 1-(3' - di net hyl am no-

86.5 118- 119 propyl ) -di benzo- (b, €) - oxepin

11- hydroxy-1 1-(3'-pi peri di no- 56.5 140- 143 -
propyl ) -di benzo- (b, e)-oxepin 9 11- hydroxy-11-(3 '"-(N !
"-nmethyl - N 50.0 151- 155

pi perazi nyl ) -girmipllinedisegmeat( whéyhokepeompletely buried within a

1l - hydr oxy-1 t 72.3 123- 127
propyl)-Z-HE%ﬁhﬁ'dg£gﬁf%%f% QQS 17% and | 1

- hydr oxy-11-( 3' - digrst admtwoof shortlng hgles (21) in %UMH
propyl) - 2- r“”éEﬁaﬁdﬂﬂﬁ%ﬂ%%x%Qaﬁl 9§99éﬂect1vely removed tb BYER%4- 4
1- (3' - di net hyl 140- 144
|ne yl am n

propyl ) - 2 chIQﬁ%ﬂﬂ%ﬂﬂnﬁﬁﬂPﬁt@Fn5x86|Ehe resonant frequepayy @fofber 1-(3
' -di net hyl amesonant stripl8heOsegment. 133-137
angyg)-Z-nﬁahzg-dibenfﬁ (b, e)-thiepin

- hydr oxy-11-(3' -di ne .
propyl)-2-ch|oyodfgenzo %b%gkggﬁlglfﬁult eleme&%(kaVIHfi}ﬁﬁégg%%§anF3

(N—benzyl Microphonic effeg8se charactenized gihi that:
ﬁt Eylﬁ oam Qipr gpyé kégiet{]&n%%n@ﬁc%brm@@b nfabrnéc(:)atzed within 8. 109

ydr ox - z

met hyl ) - §1ruﬁ%%ﬁﬁAﬁYQﬁI@ﬁﬁ?&eébcéchhFéB?§Fd to form an open circpi\pLE 12.

acid (about “réd¥nardf ttiripldper abyRentf and whet&itertile whlﬁu&glnet hod for

t he prepara t he bul the _ethanol in a vacu tion of
11 - STy 9 %&%‘S} centert RendudreT o &t° Lﬁsﬁﬁtév"e&% TEPRYPY t he
aqueous (Zﬁ)ben:zcas tiob adljustokbpi nesomanthi BpEqeendy) of thei dpenporti ons

are separateﬂ:§F§ % a=lope ﬁtﬁlgll e Se%&gm@lhe carbinols (111):
e so I OXi

al kaline wt 'um e SO
tion andléxtractedavﬁ##ﬁ&ﬂgﬂﬂundTDéaﬁénﬁﬂﬂéd@081t10n¢§ ahE ble of an 11 -

hydroxy - 11 sedtdr coﬁ@ﬁﬂy@% qgg)drled ether extracts are freed 45 35
am nopropyl) - dibenzo - oxepin

from. solvent, and_t he
evaporation residu Sec°n°{ fﬂ’%’b‘inﬁ PLRPS ég?bl peef Honed %@31?&1 &PP1 distilled
in a high vacatier hommcttrai(aey; andare heated to boiling under refl ux

cooling bases (I) ar];e raqq\éerto%dspgihhgigig nferers (1]{5:; 117)hour in 25

m . ethanolic hydroé% orT ¢ i nto err "Ccrys 17 sabl T %a
20 which separate the center conductor (24) from the first

and second ground planes (18, 19) in such a way as to
form a resonant stripline segment which is completely
enclosed within the printed circuit board by the solid
dielectric layers (15, 17) and the ground planes (18, 19}

25 and furthermore the center conductor (24) is held rigidly
in position relative to the ground planes by the solid
dielectric.

5. A method to minimize microphonic effects in a
resonant circuit element, characterized in that:
30 forming a center conductor (23) on a multilayer
printed circuit board;
positioning a first ground plane (18} above the
center conductor (23);

AR



950, 717 9 In Table 2 are
conpil ed the conpounds chloric acid. The solvent is conpletely re- (n
prepared according to this process. noved in a vacuum the residue first
treated 2) In some cases, the production of the several times with
absol ute ether and then anlnopropyl ene conmpounds (l) can be , -
brought to crystallisation with a nlxtuﬁe of 5 carried out according to a
sinplified prepara- isopropanol - ether. 11 - (3' - dinethylanmno- 15
tion variation: Ppositioning a second groundppb@wu tehepelayw Bdezo0 - (b, e)
- oxepin hydr@nter coddiddtooli2di.- hydroxy - 11 - (3" - dinethyl-

chloride of mp. 184-18 err]é ? rom nme am nopropyl) - dibenzo -
(be) - oxepin etkﬁ@pﬂﬁﬁéﬁﬂg ghe GEP&FﬁeHOP%uﬁt?¥ef%Pkﬁ othe  opt ai ned as
i n Exanpl e 1.domhecties ef-cumd @flahbedayerd0(bo) 1919 Byomehnzowt &n 25 nl .

et hanolic hy . . . .. JABLE 2.
Yield (% CEd:ﬁ}( afllcfé'ngfcgr?%égngsle%ﬁftnc,layers (15, 17)ofmt ﬁélsgy)"‘ b. p.
(nm [err] C ) wana#sa $anfiprnf @ pFe€onant snnlmmn@immtanihi@hpﬁ@pyl i dene) -

73.0 Océ}c?ﬁllééel%ﬁ%ur ed bﬁ'tﬁ%et e pPiREOF iR gf&%g'dﬂ
161- 164 (3 plperl I no- propy I dene

0.2/ 190- 195 BXRE R 2 P ue'raBéﬁz’ooébSb?r’émq)lhples (21); and
136-138 11- (&ed&bnigew&uk&tawaeﬁazbﬂyai from selecte"zﬁ ghorting
2/ %{_fg?r ﬁ%S holes 81) 6l:o atdjus%r gg&l i’gggr? nt 1*6eantPency ec)f %xepl n
256- 258 transmission line segment (23).

(deconp.) 11- (3 ' -di met hyl am no- propyl i dene) - 65.0

0. 3/ 164- 167 HCl - Sal t 2- met hyl - di benzo- (b, e) - oxepin

176- 178 11- (3' - di net hyl am no- propyl i dene) - 68.0

0. 3/183-185 HCl - Sal t 2- met hoxy- di benzo- (b, e) - oxepin
1/4H err] 0

183- 185 11- (3 ' -di met hyl am no- propyl i dene) - 79.7
0.3/176-181 HCl - Sal t 2-chl or odi benzo- (b, e) - oxepi n
216-182 11- (3' -di net hyl am no- propyl i dene) - 82.2

0. 15/ 176- 180 HCl - Sal t

| O DR



2- met hyl - di benzo- (b, e)-thiepin

206- 208 11-(3' -di net hyl am no- propyl i dene) - 73. 7

0.1/178-185 HCl - Sal t 2- chl or odi benzo- (b, e)-thiepin

1/4H err] 0

234- 236 11-3' - (N-benzyl - N- net hyl ) - _ 92.6

0. 1/220- 230 - am nopr opyl i déde] - di benzo- (b, e) - oxepi n

11-[3' - (N-benzyl -N-net hyl ) - 87.6 0. 15/ 210- 225

am nopropyl i dene] - di benzo- ( b, RESENAND|GTRCUIT ELEMENT EXAMPLE 13.
“tetrahydrofuran, 40-5BAVENG ENSTENLEIRCANT MICROPHONAGr BFFRGTRi ng net hod for
t he produc- chloric acid added thereto and the flask con- tion of
11 - (3" am nopropylidene) - tent brought to boiling for 2 hours, with
di benzo - (be) - oxepins and thiepins stirring. After the addition of
et her and 525 by thgbsohrectpBf RHRC TS closure wat er, the
aqueous acid portions are separated 35

of f, rendered al kaline with concentrated As descri bed above, 1.82 g.

magnesi um  anmoni aAanilgidie neasild gkt istracthrehfsepithe resdhddx nol

am noal kyl hal{ 5 I t 4 The conbi ned,
of a di benzo %i%gejﬁg-oo%%e.ﬁedoF%%?ﬁ?g%fangé&ﬂ?\%gh"(’aﬂc]lcg{ngga’r ibeeg et her
extracts are 3dsested bvisimdiss (ow) costarachnigues. Bhenpesemtoy from

sol vent apd tof.puaPONAld QD Jt8Si4ee 4@gment 1028 £4 pldLye A react in a
total of 30 mM. distjlled in a |%hvcuurn wher eupon the err|
10 conductive layers of mug§6}7gqr printed circuit boarg,

obt ai Ineg baseshis )stcangtude (HideV%d;l:h?e_striﬁlihé é?&ﬂmm £10) whﬁtﬁ.l_afye ]
conpil e . anver.t e In t Su ner rnto t, | r t he
conpounds (1) REHAFFEAHP 3% qesouplessintd dle IS e Aeriall | (ap/'e
sal ts. (15,17) which is essentially immune to microphonic Yi el d

l(o%p. (rmil[serr g?Cts‘salpltés(lﬂr#agSE%[ %(r%r gg?giﬁg)hdes (21) axe of theory)
11- (3' - di et hiakwi erted Gy Ianferg@d of the sppipline wigily/segarel 1@
Mal eat e short circuit tH&ZAplene) seyeehe (23) to the ground
161-164 conductors (18,19) on the layers above and below the

stripline segment (23). Adjustment of the resonant

20 frequency is accomplished by removing the plated
conductor inside one of the holes at a time, thus
removing the short, until the desired resonant frequency

is obtained.

25 Fig. 2 accompanies this abstract.
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255- 257 WHAT VB LA M 1S -

azinyl) -propylidene) - dibenzo (be) - 45 1.
Compounds of the general fornula:- thiepLr

14. Process for the production of

pounds of the general formula givény [err]
10 wherein X

is a hydrogen or

aljkyl or al koxy

grdup with the

it dm and Rlerr] is a

general fornula: -

is an oxygen or sul phur atom
hal ogen atom or an [e
radical and Ais a tertiary
provi so that where

hydr ogen 15 ‘at o s el an a gtnet hyl am no group;
in which Rerr] and X have the P and the
acid addition salts and quaternary 1ds abay i ¥ reacted with a Grignard
com annnniun1conpouPys tfer eof . pound of
t he general for = . 2. Conpounds according to claim
1, n2;“'1—§?é1'eiﬂzthetertiary amno group A is a

Hal - Mg- CH err] - CH 1-A 55 20

di al kyl am no gromjﬁﬁigﬁ}%ﬁgﬁbstituted or substituted
nitrogen-containing heterocyclic in which A has the sane neani ng as above
radi cal . and Hal is a hal ogen atom and

t he addi - 3. 11 - (3 - dinmethylam no - propyli-

tion product sg obtained deconposed to giyg 21 21 21dene) -

di benzo - (b, e))-_oxepin. a carbimol of yhe general farnula:-

25 4. 11 - ( ﬁl5é*TﬁTﬁ6%?7ﬁF§6VT'6§ﬁ€7u77:IA ; il diibenzo-
(b,e) oxepin. 17775 11 S (3 EN‘ A detnyll § N - i per-
[err] Ty = propy rraerey) H di o -H(Me -

oxepi n. 230 6. 18 (3 - di; phyl 0 -HpiHopyli - dene)
- 2 - nethyl - i =t s b rrrrrrrs

7. 11 (3" - dinmethylamno - propyli- 19 dene) - 2 -

met hoxy - di benzo - (be) - oxepin. 8. 11 - (3 -

di met hyl am no - propyli- 35 dene) - 2 I dib o -
(b,e) - oxepin. 9. 11 - (3 - diHF bﬁcﬂgg?no ig?
propyli- in which A, Rerr] and X have the sane nean-

dene) - 2 - nethyl - dibenzo - (b,e) - thiepin. ing as above, and water

then split off frq%$‘ (FE; 10. 11 - (3" - dinethylamno -
propyli- this car iﬁgr 0 give the desired conmpound.

dene) - 2 - chlorodi benzo - (b,e) - thiepin. 15. Process according to
cl aim 14, wher e}
nmethyl) - the
am nopropyl i deng)

i gnard conpound i s added io 20- 65

- dibenzo - (b,e) - oxepin. 30[err]C and the readtion
m xt ure subsequently =l 1]l - (3 - (N - nzj} - N
- methyl) - hepted at 4@ 50[err]C. 21 21 21
had )
X 23
o 3
2




am nopropyl i dene) - dibenzo - (b,e) - thiepin. 16. Process according to

claim 14 or 15, 13. 11 - (3 - (N - nmethyl - N -

pi per- wherein the Gignard addition product is

950, 717 11 deconposed to the
carbinol with an anmmonium which Y is a hal ogen atom wherein the in- 25
chl ori de sol ution. ternal condensation is brought
about by the 17. Process according tqQ any of claim 14 use of

al um num chl ori de. to 16, wherein thd €arbinol is converted into 22.
Process according to claim 19, in 5 the desired end product. by the action
of which Y is a halogen atom wherein the in- al cohol i ¢ hydrochloric
aci d. ternal condensation is brought about by heat- 30

18. Modification of the process of claim ing the acid halide in the
presence or abgence 14, wherein the Gignard addition product of a

sol vent . iqd boiled mnth hydrochloric acid to glve 23. Processj}for

t he production Jof com 10 TTo~—p-othtret™

pounds of the deneral foymula given in claim 19. Process agcorgling to
any of clains (1, ngst tially as hereinbefore described. 35 14 to
18, wherein thd-cyglic ketone used 24. Process for the prggucty onjof
com as staftl gimatgrial is o%ﬂalned by the in- pounds ener a
formul a given iln C)alrn A ternal condensation of a b cid dg-1 1,
substantially &s hefigi nb enefa
formul a: - exenpl fi ed.

25. Conpounds dccordlng tolclaim 1, 40
whenever preparied by the pnpcess according
to any of clai 14 trg 24.
For the Applicants,
CARPMAELS & RANSFORD,
Chartered Patent Agents,

24 Sout hanpt on Bui | di ngs, in which X has the sane neani ng as above
Chancery Lane, and Y is a halogen atomor a h oup.

London, WZC. 2. 20. Process according to cl aM@O \ﬁch Yis a
hydr oxyl group, wherein the Ref erence has been directed in pursuance

i nternal condensation is brought about by of Section 9, subsection (1) of
the Patents the use of a phosphoric acid ester or poly- Act, 1949, to
Patents Nos. 1,001, 822, phosphoric aci d.

1,001, 823, 1,001,824 and 1, 001, 825. 21. Process according to claim 19
in Leam ngton Spa: Printed for Her Majesty's Stationery Ofice,
by the Courier Press ngton) Ltd.-1966. Published by The
Patent O fice, 25 SOMGBU London,

W C. 2, fromwhich copies may be obtalned




