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it heor peisgid@apl e 21: 2 m of concentrat eddnaubﬁmchecwmwmmémngdadﬂdgtdrmmm se

't0o a sUsgen8uspensiph vdn §0g (M3 0B nol ) of Slenyeisrs-Zullgen von 15 ml Wasser fuhrt unter

nitro wwgeaﬁpzwpﬂrdm Wenzrn 40 nl *of %epraé"z%gt ?g? s

St i rrﬁ\der afml‘vohg QLHQ%n Oom te 35 s ie r

- addedwgisa n ﬂe r%;sf J%aéas%g gl on, t hﬁal@ﬁ&@isan.hah nn@t\ﬁ hrér8 stuaken

up i N eiahbie iRl AmEBhstosiaix ekdhetMb Bedion M Lay eden bdi Rupsieegeraiut deritnt @inn stvdsaugt
vapo plkiegl und)haitrqwchrfeassenkwune merTemf ystal | indanit Wnsse'f netﬂhd gewaschipe Ndghdmack-

a‘“ F§° rbarryl" 26HP0° 16% aze-
o B SR o SRR
YBérPﬁ teram a%ee.ﬂ WESEOR andﬁh&nare CONbIS ﬂﬁnghJ JibsﬁFhSpe‘kﬁ&’ﬁQ@érﬂQ:h mit

-_ structs:umﬁen msaacelositr? din. DakGrigaitéie 038 nBd )  adthebtistham dlakOainstt r o- 5H- di benzo-
[ b, f] amyl-me(onéat-éwdrwf&ﬂ@enm of . 98% f dwphepteddi2. $6% & Th. 0, 028, 028 20
ghours|s ZQE‘J," 31 eTthe m X re l? alLLowed 8L qugl to roomtenperature and
£90 »ﬁ]’ e & e o e 58T TT5ind 5RBerSloRLdr2steq 6.4 MBy C! OUTY,
crysta uggea{el g, i759ad pwed t o proceedsf or 5.@l;§hnbems,§,,wandh,tdaesma.y@&al s are
filtered off, rinsed with water and dri ed itflazeguo at 40[err]. This gives

i 5-car Be.' ¢13§O ni t ro 5H- di benzo| b, f] aze | n@ W&h'qu,e"?‘déﬁﬁftlnmlbe'tﬁ?“mpre'

o P S .

e

¢ al | owegs, i dssl amm tVang néth iah g 1 Nt 0Ie&hﬁh@ﬁ@rﬂﬁxh@&né)flar&&a&nliﬁhdl.@snﬂ@ noL)
; of 5- catenvon Mihl tel 20° &ilk ikre Lésung erhilt. aus der nach ca. 10 Min. ein kristallines BF;-
{ Nach dreistiindigem Stehen werden unter Eiskih- Addukt austallt. Man hélt 30 Min. auf 5°, filtriert ab
i lung 100 mi Wasser zugesetzt und die Ldsung und wéscht mit Chlorbenzol nach. Das trockene

durch Zugabe von Natriumhydroxidiésung auf pH 65 Zwischenprodukt wird in 200 mi Wasser ange-

i
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solution, the tenperature of which rises to 350. The crystallization whic
starts after a few mnuttes is com plebeBd2y stirring for ee hour in an
|ce bat h. The product is filtered off with suctlon vvashed Wi th

or obe fohemm aetfihfnahgseaygt wnd MO0, whe g}@ 98 SreppyeaimKeinen.
n| t ro- 5Hs adduct gk, ] "e" 1 ; rf,u
prioduct ﬁ’ ﬁﬁé@wﬁﬁﬁgﬁﬁ Wel Eﬁ:ed in Léafha eﬁa emgaé.zggﬁgu};;xfmmw

- stirred fGaind Ilmweimaﬁuiudémt stiem@chutdeath Sust | das aasgefaidne Preduktesichcwikder ilist, und
washed \Msdzﬂenwmtenal ishtil neutral. After dryi ndltrieridusch '\?@3“@%%8 -"10‘3““"

ni t r o- 5H diuseaHRH! 9. P&E%H A which is i dent| %i‘P'Vf %MI Eﬁst
accordi ng elsfe Egample 21. Yield: 13.5 g, 95.7 Z{,J}

of a sol utq@g @Xos 1S BXyaRi18hfiroBRBiIeRz-aCEh I C Naeu dnsarnaigah omadmtemsbamwd mtnerta
suspensi gxjaaepir@ir@bed 6¢°Gh der Mkhungborbsoayano- 10-und mnemsmscmemm[ﬁnhynenpla@e pre
in 40 m Atenciceti2e Msﬁssigsa@mcbetoh'eunm yetare i s §W'|ﬂ¥hewﬂdmaF=’r9f%WF%¥‘@1 ‘"a""ge'

d | ut {89 Lapiacen 1 iR BkPASN qhen:
e e TR T AR 0 e e e

500, thi fwaRETRAE W ddéé? rlagh. rtﬁs HiRdtNAFY BldREh ViRgleieh ded mwtra.oat mte.am
wat er ar Erobhereu@é(mMp;tumiduesbrﬂlwnpsuraage-The r eaus Beispipl 8T identifitied wiygensi on i s

stirred honmén.Nagh Amaumqoomcemeﬁdvmee and fi |Ausbastp: 0.9 9 838%td &, and the

crystal susg & g % neutral . Af t
600, thi 3% -E%%’m e b oo ZaChb sl el °’V’ﬁ§“‘? o, ch,
|dent|calwercgest h kRAsSlisicrbt @i Rfanol bél, 028, 028 accor di ng to Exarrpl e 21.
Y| eI d 27 186° gnteOZerbddoung sthimiizt Die alatytisiiee 25: 101 Yerfph(ed.20B8erstoliung @én 5-Carbamoyl-
r bamybd a@kﬁmstﬁcmDQh"tﬁeWz'W[ erfangerepi ne 4P+ é"‘%ﬂ\oéé‘éth&W dibenzfiyflagepine ofer
10 m of’°’ﬁ'€%’t "g%‘i‘%o/ '339 m of concer®rat@™hydrochl ord ¢ acid and,
after addit® % e pal | adi um carbon (5%, hydroge
t enper at ge@pigingd normal pressure. After 1,700 ml (109%
hydr ogen sage (G®eMofb SCyirecto-nitlosHiit@dnna- genation is e catal yst
is filteftilhzemif war#@nt!méOOfmlchvrlaweﬁost yndnceMtrated i n Vaglg, yoNgbout 1/ 4 of
t he volLu “?Hs? :%if(w Be'm of water, crystaT‘I i zat(mg)n i s

benzo[ b, f]azepine in 130 nL of chl orobenzene, giving a clear brownish O

- ted at room

riert.

aIIovved -t v hours, andthe cr §9 arsarefllter ed
of f wit %rﬁ(g ZME%[ unti| dlt%%‘%b?( fr 5 &en & SyanosH-

5-car bam;iand Maﬁﬂm'feh@pril kadiykgtdraa,dsdnbft dgasbernszo[ b

, V\:hIC |s | dent i cal
t 0 aut hehbsupgsmitedim Yakuere sbyndikrigaltivertdas | R spectrum - ./ {:

NG, 78.6% of

t heory. Aurdpkhiejbepds e%‘?EPPSF"é 81t aMefegrolfhen pl ati num ca i s used as
the catal }f,:,{‘ T i L oS -d.thrQ.sﬁd{ansz% mol ) of 5-cardemlA8Ai tro- 5H

di benzo[ b,jbhazgwl ne are dissolved in a mgture of 100 m qf acewic acid and
50 m of esancenheathiedbnhgethasctdisprel 4 egted-d. 112 g of iron powd®r are added vmth
stirringtenan Pteduitidentiseh st 15 ninutes at a tenT)E'P@mu’f‘@f den B’EF‘"EB@G“?F'T Nigrj

i s conti nudEPTHE 3B%e BE¥%thEr hour at 400, und"ag‘é?ﬂ‘l %Wﬁfﬁ'ﬂ’ ‘T‘%e"t ’ﬁﬁ{"é‘ﬂv -
of f war mgapderdsnsed three times with acetjsc qg_agocqﬂhﬁe desréﬁaﬁkeﬁess-Cyano-w-
cegpl et el Yo, £ aper MdBdsichanéaditanitradddohfie resi dﬂ&-ﬂkﬁdnﬁeﬂk{eﬂaﬂpmldar Bdokeim  oOf
wat er andihgdroisHeltbehals azepiematdehonds: Mihe product is filteredopff, washed

Wi th wat ewlluumqr'l%rrréﬁelp@u 153311&"89‘1'@@!" 1gt1n'vacuo at 600. Thig
5- car bampRZRyreS ngéi' esd'{j‘gg@j":m fl—djbbeﬁ%o[b f] azepi
to autheffi Gy {,a,é, ,n? | R"spectrum i
t heory. Exaﬁmeeﬁ&lstar?d Qirg u(ﬁhu%wmbaanaf 5- cyano- 10- ni t et E
[ b, f ] azephgeacradrams alsgeeade dnd zwelrﬁibnnilso}f et hanol , and 50 rri lof cdh)centrat ed
hydr ochl @rdpendgpwasphes. weftderiman 5 9[ pOwW- der are our se
of 15 m EYE-Wrah 1?/?’9‘6’?"8[??”3"("?‘*(’ ofl |ng 2t t%8 a\ '{{fdb‘,é"e,{.“;carﬁi
tenper at léFI’{%Itrvwlle%hggmi]}9en5§emass BdlspfS P - 22 - bl d!‘l[cﬁ’oe'nz':{bﬁ iebnﬁ%d: fodrhel
one furt R&ken PRdiktadenieRistundi S- sol ved mat eri aI | s filteredyff warm and

ri nsed w tAusbéute®.sigl 3886d.2%. . of ethanol. The filtrate is_devaporated to a

vol ume of 80 m, and 400 ml of ice water @re slowy agddy
Beispiel 46

y ... (sic)
J, 88. 6% of

26,3 g (Mol) 5-Cyano-10-nitro-5H-dibenz(b.f]
azepin werden in der Mischung von 265 ml Athy- N
tenglycol-monodthyldther und 75§ mi konzentrier-
ter Salzséure suspendiert. Man setzt bei 40° im 65 CONH,
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M th stirring. The grey-white precipitate is filtered off with suction,
fashed with water until neutral and dried in vacuo at 80[err]. This gives (7?
5- cyano- 10- oxo- 10, 11-di I"%ldro 5H di benzopzﬁ(ﬂfazepi ne which 2after \é

feprecipit nol rrel ts at 154-15 68. 4‘V
ooy "B it s Tl s e
aSSUfTEd S tVaki@bntt e€60° oxo— Man rijhrt weltereZStu%den
5- cYEno- 100, mi-d:hyurésﬂl-dmhnb[emaﬁbh rvenareerame are 5S¢l RAGEApbratlr, ReiAanh dif@0°Qlf, #6Hei
M cr tol geynd damdR-SBBtryrhs Wentisthait@uthe®n addi t donausgefdi®fe Rtodakt sioly ovieieh Ioerr lumd
acid (coné@l‘?f’gﬂlf?:%"ﬂ ist.¢ F 1 erial goes into sBlfriertduichpingpehgizte|Nutsphe. digmi
The mixture ° §° ﬁ'err] and a.sol uth@ﬂ ;m dg ff Sac‘g?g ‘g" "‘"'d
SnCI 2 . 2pdpeis 90 m of concentrated hydrocgheq 2fg ';wg,
t he course tdg 1000mi Mali 6€yanbl1@-nkreBRGILAAAIT € 16 | sBﬁchteﬁrsiﬁﬁ{rﬁnf Ruhﬁaﬂ@n Eﬁbddhﬂr*a filtriert
mai n- tai %ﬁzwm BiEObei 60° inedef Mistlivpg vad@0 mi nut es. unbeit einectMiscbungsroa Athglesglycblemono-

cool , the 'qsgu"igﬁ ?‘d{"édmt?rf and Fmréatﬁﬁw%W?s imyerhatinip L maehoed

A&
several t'Zmﬁ em% e‘i‘é\dﬂ H%f nac Q:%rrbl nedw é,:gggf 0=10, 115t ﬁ)()dso-fﬁ- benz[%r}]e

t h wat efjiidi \Hrm%H Ungelostéi dbGila Q¥&h
vacuo. Thdthassraindiwagset Indche Das @uhkuttwmdszusl ur r i ealas\uutch v&@ilncﬁhe:qh-sba@ren mit Material
pr opanol , Tfockneeingetdampt und nit60snl Wassenaufged Was heaus\Betshieb27] identifizieriowtdd -
| sopr opanBP’"’“ﬂ'fuN§° ’E'?Fé'éﬂeﬂhﬁ%ﬁm mip Wessst 10, 11- dlAH%PteJ“g 81,2% d. Th.

1

T
5H di benz i cal 40 [ bt.ai ned a g
o o, Syl oA or)” BiAER I RS
pf 5- cyanweﬂ:ﬁbsmabrr OmﬁhshiliisibﬁéhZﬂ:s Hthanb1] ez epi ne are dissol ved af 600 ina-

Xt ur e oft8530ntey Z%ﬁetzeommmllztemdawrsmerof acet i ¢. \efaltren 40 Hgrseflurgi vos 5-Cadameylo
jpdded in gg)r‘r;‘;“lﬁ‘ oM qpﬁ"c*leﬂ GF‘gé"Rﬁef ameri nut es1oxei0. Sirdiltyorfly;dibendb,flazepin  der
errperaturgugé]eg 53 After the feacfd®R has sub-,sided, 40 m of
goncent rat ed roc l'ori ¢ aC| d are added at roomterrperat uﬁe The react.i on
M xture |Be|sme|r4ued for 5 - 23 - 0, 028, 028
,ours und|5990(0~/1édMnﬁtQ—@yanoso-ﬁrtrb-sieduedwzoff the filtra i orated to
ir yness afd ach us e5°PI f&'!é’éhg‘ﬂ‘g?t upd 503 of wat er
ecrystaIR &31 E éé‘tNéql crude product puré’ oy,

‘o cyano- 1@3@X9nd1ﬂ9661m ﬁ-p)- RO~ [bf]azepl ne |s ol¥ONHned, whi chis
[ dent i cal géromires upd 6|dw{98rr AbMRtE uammr di ng t%?b 1‘5{? 7""9‘Yld$sd“a"25‘@""‘@°'5""
0% of t hatandy Marerm mr@mrysa@ra: dpn{pBdds mobs) Of BN ARD T 6"??"{‘?0 5H di benzo-

;| f]azepF?’Fé!" g‘ hkrigtaffisiettdpe of 150 nl of % A d and 100 ni
b f concen Wﬂg r ad‘(?l Methgelly of iron. powdel
3

ort i ons 5.5, o.g;gm{,&e, 1@1‘, Ryard-siidignz-at. 300 wit h stirNy
errperat ur ¢o.flszepmi Nt ai ned at 600 by cooligg. Stirring is nt i nmed for 30
nut es agrhéipwel eemt]demaﬂdasaﬁelsrsseeerm- matter is filteredOff and rinsed

"
I = qykt id

ith acetl} C s‘t e vol ume of wat er ipginamdater den Btmngimdehrdat Nitréganahg
he mi xturg%gf"tgx"’tsrﬁgc 1 %iPh three tines 10(?" 'e'b °3H'r‘;qs Eﬁ‘ﬂ@?’m?éat“%e
tonbi ned ggigadiue phases are washed with \A@ter ﬁﬁ?g%éang"%f

Hnd evapor aisgd(0,07 hiolg rsyhsd-1okistaitrossiodue | S Slrhth’-s dnEtb pmde PFormel
sopropan@)hvdsmﬁl" dibenzibiflezppint werdenf inldeemtd of f with suction. TRe, 5-cyano-

l ng Gl i 4
[ E e e e PR A N U

i heory. raa ft 9id -im azuug, pedf 5-cyano-10-nit gnzo- -
_b f ] azepkrsmiiae Risksmpe nadadn I10Imals6br)$ﬁdd6|e of 100 m of cf sghzene and 50

i' of et hﬁ\ﬁeﬁcfﬂamabwaw upd zweimaamit Isat ed hydr ochl ori c aci g ar e (mhen added,
bhe mixtu age nach i ron powder are added in®Nortions in the
Lour se of §§a"°' Wé’sgﬁgﬁ ) 'g["gtr‘ﬁ?é[rb:gf ure w?5t h Spieds ?'d?H"' 's F'&S itrogryppe nicht be-

ende gﬂrtig:'"l!-to b-

feaction érhaﬁt WéIEheVRit dbrh Gerbids 695},.%'2%&?&51 a feWamo Al - Rro-5H
t| mes wr th

5tirred ftemendPréduktibtiscB idlours and al l owed to cool to 25 0°a
ber i od, an@usbhetei 083k dde is filtered off and rinsed sevd
thanol agd er The organi c phase of tf#e filtrate gf\

ith vvater NG AR AR Aliledls g Crystalline crup
ecryst al ket ﬂmm%gema&m ﬁlzgsiﬁéthy'f‘ cyano- 10-

xo 10, 1]1er¢buay|dﬁdnoﬁhhdmdaesndo$dm lﬁdnmm.ne t hus obt ai ned |s'il

ter Salzsédure suspendiert. Man setzt bei 40° im 65 _ - CONH,

N O

raI
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;0,028,028 - 24 - identical to the product obtained according to Exanple 24
7 Yield: 3.8 g, 8l%of theory. A reaction batch carried out anal ogously
;'toLuene i nstead of chl orobenzene as the solvent, gave an 84%yield of t

ﬂsal d end product23 Exanpl e 32:  3@.5%28 (0 1 nmoL) of ,

. 5- cyano- 10- ni t r 0-5H di benzo- [b, f]azepi ne are suspended together with 40 g
 Ofhyd Figeifert) Biabhdie HOWNifrogrupdelrue10ago- 250 1l Patbntarspriichediinded Vé@agsstaaAT et hanol . 100
immt”é’ogwne:@ntm%ttmddwmmmm‘lm: aci d ‘are added dropwi se in the course of 75

mnwewgrbwwrw ZupVerpisdung def Fermeidly the t g@“eﬂga egﬁ%’ e#; "ﬁg m jfgtéeﬁ Fri.
?ly qu { t ydrr{ di in ;
i W’Sé %‘ﬂn e"}?ﬁ?’ u%er i@gq&%roqﬂ wﬂl ch gl ves 5 yano 10 oxz)n )1(0urli-l >
I

: diidopiere :Qrﬁhh dhmélwhuberleba]aemmmhl ch is identi ‘the pro- duct obtained
.acfomredl ng to ExanplLe 27. Yield: 19.8 g, 84.6%% ¢ ExanpLe 33: 2.0 g
;(0.0085 ol ) ofygu cyano-10- oxo-10, 11-di- hydr ¢ i yo[ b, f] azepi ne are

m _of con- centrat’®d sul furic aeidxtN#e cooling with ice,

) s Left to stand for 30 m nutes|at O{® and then added

gf ice water. The fl occul ent pr%%']"’bltate is filtered off
2SN with wat er unti| dadueshragkennzpidhest, dessimee §Cyanodht | zed

from | Sopr Opanq - Th‘ Q gl ves 5- 15 dlbenz[bf]azepln der Formel

H- di benzo[ b, f] azgyi Rich is identical to
*a%i‘g‘én% ”%‘} 8 ?{52‘@ fgg;ﬁd'%g‘ﬂ{gm 2 the | R Spoct 1 uft ‘4 g, 65% of
Wiy der IFS A mxture of 1.0 g (0. 004§ cyano- 10-

oxo 10 11- di hkaIjO 5H— di benzo[ b, f] azepi ne, 8 mL ¥ WAtV acid and 2 i of
rconcentrate suffuric acid is stirred for 48 hours tll(')conpl ete -
ediissol uti off Was WEoNrred. The 'sol ution

‘st\r“rrl ng waﬁ ice water, the Qﬁ%ﬁﬁ_éﬁ:ﬁ?ﬁ%@ﬁ E:é &W?@%"'ered
of f, washeOMWNW Wt er until neutrzal adigh diohea.l n-mwo.neaes Be which gives
.5- car banyl - 10- dxo- 10M1- di hydr o- 5H di Be#82%] bitrfeftagreinlan erhatténe($-Gyand-Went i cal
"t o aut hentic erl al- accor di ng to theiteRHdbeealtdazeriviesFarme 9 g, 84% of

it bmdungeegg vd'° "ﬁk%\ le 35: The sol utiNa of 2.0 g (0.0085 nol)
:‘ f“' ”%@ﬁ dor @235'1'% e yisine Ter P 5+ di benzo[ b, fdazeli pe in 20 m of 98%

o@eﬁgb s heated g hours in a bath atf err]. The sol ution
IS b IveranréinacroAreprdcti naauuacﬁeemhn-of ice water, £ is filtered and
thaslcbrtelt |deISS|mmgwwﬂwreﬂﬁvmwer(a)unt|I neutral aid YWg'ew'i n vacuo at 500. The

; ,‘W\‘;'er | m d'fo - di hydro 5H— d| bénzo[ B0 | azepi ne , S
ﬁ ; @ﬁd accordl ectrum Yi eI 1.
@Jn!ége

uﬁ&@ ﬁedokg (0.0 7 fie Jpiro ragits- 10, 11
dniay@mluﬁ}&hde d)esesn{nknnéﬂ%azgrplerm Is tri tge anﬁég )&ii %2 o,,pg ?ID}Z‘) E?s{)ghorl c

aciuc!gdelr'fdfmelhb! hytinelysie i s |eft to stand for severa ' ys at room
Excess water is then:

ten?)g‘ a"'l{?‘ﬂjf’ ucr%bhﬁzﬂsvan 'ﬁf‘isolﬂtlon has occrre.

EH z,e,an e yel | owi sh-whi j£ Mtate is filtered
eaWoTn ro"'ddﬁ't 6rﬁ8d H\/ib‘ﬁ{%e tord Zuh water until n
iedzuf Verbindinigaleo Bemeevibydreiti s gi ves 5- car bagy\; Lo\gKo-

'eltl di hydr o- 5H di benzo b f azepl‘ﬁe which is i ent'p cal to authentic
rrat‘é h’%{‘dl? AfshK ° E%;j ectrum Yield: 0.75c@nH/0% of theory.

E 3?:“ %‘dbf\m,b, are allowed to run at roomtenperature
Wrﬁlhel§5||né§ Magis k- Oerﬁln&mﬁﬁ!eﬂsdrﬁél of 1. Gy@rolyélert) Biedn tm [19-Nitrbgruppe zur 10-Iso-

5 - 1€ girvei ded RedustichGentbtehehida \statisabdd- di -‘iqenm{daog‘rt}ms eqsiuziert und diegerhgitens 10ea- hanol

arml '-59009 ga'GFd% éasuusﬁmmmq@web ar bonat @'ear{;m o zyf Verpindeng fien fRrEE! M af t er

el sol Ved iye € emperta ereic 3n %nfb U@ShEd
e h Gt e e e R R

Orro@?ﬁﬁpelgls ldldkhycb’-leorﬁHsﬁbrmazm[ b, 45] azﬁmlmaeo-wsluatmyab-a&d'bm[hcthzem dedlent i cal
‘t mlautehe%uaktmnmsm ihpdrolpsi@bruth A t 0 t heFofmRIspec- trum Yield: 0.6 g, 55% of

sgunfﬂﬂ T@'B‘QZUQ:BI:]@" as is passed with stirring into a suspen- sion of
3 0 ;@bamoyl nit 0-@|-dlb gﬂ p|Jf0 0x0-10, 11-di hydro- NOH

~d|ssolved |n 10

8. 5-Cyano-10-ox0-10, 11-d|hydro-5H-d|benz- 60
{b,flazepin.
9. 5-Cyano-10-isonitroso-10,11-dihydro-5H-
dibenz{b,flazepin. N /
10. BF;-Addukt des 5-Carbamoyl-10—mtr&5H— [ W)
dibenz[b,flazepins. 65 CN
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wat er .until the initially highly. exotherm c reac- tion subsides, and the
.eterrperature is maintaingd at 500 by expgsgyeg cooling. The ¢lear reaction
:solution is allowed to cool and 100 ml of water are added dropw se while
cool i ng fedWGefOZBd 0ig€es-en@der divektivderciber t he € 08-Opahb-@BSontFo86-107 1Ldiy@rol5Pl-dibenz-
filtered dagr 3¢ gaagrmméom bysro-gHedibenz/bfli s washetb.fiseedin wat er unti| neutral and
recryst al =P PPlom acetonitrile. The 5-c LMIryeduziprtund digsegzymy@yano-
5H di benzo[ b, f] azepi rr% obtai ned is identical 39 ?’Fﬁ’gm’mé"'ﬁﬁ’%zﬁ?%zep'" hy-
AR \um YieLd: 2.3 g: zeﬁ hrb 88T Nerstih neS-é@ano-go
10- ox0- 10, 11-di - h;uﬁms&mdmemeﬁhm Iz RRLgAEdGR! €
o0 40 ml of a sol uthoomel @V, b@é}bmspmeh ghdadath Békdnn-n
racetic acid with stiffring, v clear solut | Rely ﬁ? E'I?E P'al rﬁe@am-wzﬂmo-wa

.5H- di benzo[ b, flazepine in a mxture of 30 m of acetic acid and 3 m of @

't he course of 15 ni nGNes. X?ter st andi ng’ fo (hin efpem

‘ar e addezhr whribinBung@et Fonglel\W Rydroiyeist, viddei t he s -%5(9 du§|en‘?t tédm{zggsﬂﬁlsg ‘89

- addi ng sdielHydrelysedieokrknogroppetin einem Téne pr eci-pi toaverheh Hdﬂ-lerstellung des BF;-Addukts

5-carba 'a“i' e 5% F‘D —15r+d§%9dvq52®wqﬁe- benz@'Pﬁb Sf-qaabpepvlne-nihs—sf-ndibteez[hmhze;ﬁuﬁs :

Wi th su hi’"%a% oh nlgl dri et "%%’hf'ﬁe’aﬁﬂﬂ ¢hAn- | t
SHanddl(

;1s iden- ze'ioh daESOquUi Srfah Yi e| d: s”" C no1 gH-dlbenz-

Exanpl e di@verbidding dey F(oanévﬁsyd{ms)ergfndéé ﬂer@?ﬂe'#y ol )gr{: Eilel Lpgpng

zsuspensi 'mﬂeektlommemlsgh ¢1OhaltBnenvrdindihg &ercyano 10-

: 0x0- 10, 1FPrmeg %&’P d!?FFéH'B‘éﬁieo 'Bdl#ZeHz'e'pl neein 60 of acetic acid and the
rd

: it enper at, ?%'Hs "°I" 5O Wi t hodgaimsdoeh ""’é‘ﬂbﬂ Platgs: BECH, DE, FR,
sstartl ng,u;é’ §&'Fo hTé A2 u'sol'ere" Z" ‘t;i) “After a b'ﬁﬁt(?’l'n € a BF3 adduct

st@ ts tos wéfyatranlnhetz&sﬂuém Ef rcrrlgéi&ehlrr-e | S StifAprcab f&memebﬂg%roﬁé-&gr&nfow 4
:holr s, anauhlteneasotandn e Verfatresetiaok ib)ancs r | NG-ew-10j11-Bihae®SH-Gib@eibfazebh@ of the
Linterne Y%b'f‘%“"gldefr Foree || reduzdet wid das wat er fasmgla after buffering with

rsodi um ,ﬁﬂﬁi’hd ';:'g ;&d":’?ﬁ rm'ﬁL BZls stirred for one heur. After
'flltratls SUCTTOR BheP WRIShMBE™ei th wat er, thi s g

' 5- car banyd. v&&hwﬁaa&ﬂaniﬂmwma’ﬁmh g&léhrdl bepzol b, f] aze @

|

-0 g of -
g i s identical
to aut henrphlm}t dessavandh daxdedatdénagariamte {hhe | R spectrum gpor ation, a
:further Pgi e@fk"?@ﬁﬂdetb"@m des Fodptehlined fromthe fi ENA t he

‘interne ZHYpepindup of °2at|on from net hanol t efil) Tot al
yi el d: 1,65 s%e' haﬁtﬁ,ﬁgﬂs{, ehe",dve 6{? 41, 50 m of a so c%@Fon of 15% by

?wel ght gﬁ}ﬁé'ﬁﬁﬁ%""‘ ng(;uc a%g qmé to a SUHGRBNIdREss tomprised_rirdiflg %Vyo)sﬂpf

- 27 -0, d| hy dr eibérizbjabepimeof the tdragig Pl Ne” 1 N

‘heat * subedrabps .als Brcbpdi¢ Je-saditlésograppeoim 15 Nl of water giNs gl ear, deep
bl ue soF'Glci‘Qﬁ‘nRe%kWé‘s’e'@ﬁ?éw&plweﬁrulrslzng t & 40-45[err].[ THe ni re is held
for 15 M?rﬁﬂi"@gdﬁ'i%ﬂ'@ﬂ 4plan9%ur t her 135 nl of water

The resulét ¥ t Hersfethengproe GiQpardoae i s stirred for ¢ “hQurs at room
‘terrperaggg?é” 'Lb ffaF?Pd'eﬂedeUf"P' (Aﬁ)trhcfsuctlon and washed wisgh water unti |

’Utral G ee“zy Oret BYO, this gives
w,{ ﬁwd L—j‘a&,l benzo- in[sbsdiearzepéinia swibiecindérstné dmationcal
to aut hentLIosunoaiimmnﬁ SinREC T raltdﬂlgaréléh t he | Reosgjtiers sgighnitrgtias bging Sifeced iy thedém-0%

of t heoyop.capkaz9se.anabasondgke wor40s80Cfi- 15. 4 nperst eff%ﬁg?g‘na'aﬂmq%%12°°ozp'er%@@m

conpl ex"@f*th 38 m of acetic acid is al Foovvegp ,;,1{?;0({6; “VSI nilrORIL not im-
it enper at dr\eerfahrel z@tHerstdlingy voR 5T amambgPENS| onpaﬁ}fthe?ﬁl-nﬁtrcgg gf singQhe resultant
(5- cyano%@"@ﬂ‘bd'!l@zmﬂa{hpmydr@rww nacthenzo[ bfréy]aaxzwmtmem-mbeaaa fladepiaé of the for-
chI orob ano?i‘o-m i H_ ‘H’t ion i s™grmed with slight warning,
from Wns,,s: itfd1sCaiY S resr.l pitates after alput 10 mn- utes.
‘The ni x{0-NifodrSopb Bic b@ém m,.p_ut es, and the solid i|s ‘fl |tered and the
'sol i d i semethogechyavotysiet.hl or o- benzene The dry I nt er gy AR Slurried in

' tion and

200 nl  Of. VifaRien 28 iidr&igifling Qbn §-Qy nytes, filtered o : .
washed adotiby1 makyaFo-sHibenz(B Gatdebid! der Afot-Er &Uyl ng i n vadyoNat A0, this gives
‘5- car bamgll(V)Irideio Auspiueh 11dadaich gelleonzbich-di benzo[ b, f] - T 1))
net, dass man 5-Cyano-10-nitro-5H-dibenz[b,f]- CN
' azepin der Formel (Il) in einem Temperaturbe-
reich von 10-100°C, vorzugsweise von 30-70°C, to give 5-carbamoyl-10-nitro-5H-dibenz{b,f]-
zum 65 azepine of the formula
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m of aﬁﬁfet%rﬁﬁdudgde’m&#m‘e sdWoki ddar:eCa stirred until the sI i ght evolution of



azepine which is identical to authentic nmaterial according to the IR
spectrum Yield 24.1 g, 95.6% of theory. Exanple 43: 1.0 g (0.004 nol) of
pb-cyano- 10-ni tro- 5Hdi Benzo- [ b, f] azepaeeeozss di ssol ved at ﬁOO in a mxture
pf 40 m of ethanol and 20 m of acetic acid, and 2.0 g of zinc dust are
added with vigorous HHQrring in the course eomAYNdrpirfarmata ViTiots the Styane giogp
stirred for a fupkhes\ 15 m nutes, undissol vad Hage-spnitresomarqup i ﬂs?yeﬁﬁ'
| % ess

and rinsed with{ oY apd water. The fi Itrr!%["écc’g' aqur@paﬂ;}gg"f
and taken up in 0 yat@f. After filtraty g.@a,\%,t, _w.qirégmd,byréﬁ, fabpingi t
wat er - 28 -028n02% and drying, this gi \BES-CQa’nUd&oxo-wﬁdrhydro-SH—drbenz-
5- cyano- 10- |son|trosb 10, 11-di - hydro- 5H di bdhfagebiné.] azepi ne whi ch, after

recrystallization f r&MWHt hanol , nmelts at 185@: T g 58 ?§§1191b‘ﬂhyd'l°ne

anal ytrcenuclammsgpmmmpmuldmw&me cqpsi st ) .
‘st ruct urt@.9roupéq 1003 i 9r9up ¢ hydiedy .quxanpﬁ;@n (%&ig@ 1)0'"“?0 SH
5-cyano- 'ﬂggth j:a,g §°mpf’b"dft]’32’8p| ne are.di ssoI ved in 500 m of
pyri di ngy,ap e%tu }“HOQQ, fbecl0 g of Claivhs$ tatithe condnacting 'St AT5%) |,

ydrogerpaéf&ﬁbrﬁﬁonrmmmwﬁ&tgumeee@nd\tnorrral pressure After 2 hours 7,960
i _(93%atarohieoty sHeibetmiizsgum disormuibeer!’ abgol RAILCesHT _g{ "9(;\'1 g@ bnat i on
ps. "'I'Pre catal s filtered off, the sol @er;;;[by I'n vacuo
and the 5¢ " g 'éT 5‘P’6"°‘duct i s recrystoaihbromalafrom met hanol / wat er,
iwhi ch gig ﬁ\gf mu,g 0-isonitroso-10, 11-di hydro-5H di beryo[ b, f] azepi ne
‘whi ch is identical tmoi.qhe product obt ar ﬁ%d accordi ng 40 gk anpl e 43. Yiel d:

.35.6 g, 75.2% of 'y, Exanpl e 45: g (0.01
/% | 4pi nd aje suspended
i Nsa m xture of joluene, 15 nm of ethanol ane

5-cyano- 10-i sonid 1- di hydro-5H— di benzo[b,f]
hydrochl ori c aci & r trated). The suspension is sti rngg fdﬂl) 30 m n-
utes at 500, and thejtol ud¥d phase is separated off and g lB‘brat ed to
.dryness in vacuo. TheNcrystal | i ne resi due i whish gracessceomprise® nitratio§ S-cyano-5H-
i sopr op?f’fﬁ)r‘?;f“dmgtsh'é °E'F‘9<§lt“hPf§°raWt9‘ﬁie1'- ter ed'ba'fsz%“tpl'f‘es%t!‘?f%ﬁ“'and washed
twice wilt ives = 30
b- cyano-s' a" i %?baq%crjay%)&gn-(&}% d| benzo[ b, f] aze- pi n€, ' s identi cal
.to the wmgwgurebt ai ned accordl ng to Exanple 27. Yi el ¥ 9,) 35% of
itheory. Exanple 46: 2.3 g (.. (Si c) nol) of 5-cyano-3 it "~ 5H

,di benzo[ b, f]azepe ke uspended in a mxture of 265 m I etWyI ene gl ycol

‘nonoet hyl et her of. concentrated hydrao LG adl |ro
‘powder are adde. Jportions at 400 |¥o ﬁg',‘,'e" ,"sf:éa':g lﬁaund'e ‘;‘:;‘ nd
:the tem peraturev '

' g)e)ned at 40[err] byratd @kdedomaasl toﬂgrzoSd: ipkdtdritly | S
continued for 2 houréNat mterrperaturF &mom 40%te 80riCx andredthérs t hen heat ed
Vi

10 800, 1§ fife dtoRbbunl badradialil, AEARE hyaffilj. SSO "“'"99”92'8’”@285'3 whigh doeg ekt im-
11 ter By e S R it eSS RSt e eputent
ycol matm?ranee frern 5Trtre+d$l57§trabfbn-zat i on |ch PRIHEERTT ¢ eI o

After cooling for onreohour in an I ce

ga‘trrp et g d| ter. ;
ri*hsed with a mxtu € of ethyl ene
. gl ycol eﬁ%‘%ﬁ‘f e (ﬁh?%gioegtﬁeg%md 1:1 ratio. Thi gNgrve

- 5- cyanor&aurem&ﬁgnéamdiehymrmﬁk{u& wenzo[ b, f] azepi ne, identified by
. conpari thsqwmobmdmmps andihydnelysing thlat of material Wk xappl e 27. Yield:
19.0 g, E?F"'H ?;g'"'"e'eEF"G’Q'B"‘B'@ -30- Patent ClLal m;’i' 1.7 g Process

' for the W;Bt aino S Wt o gYPARIPPIHY ox 0- 10,

t 11-di hyc?rs)n Fhcds R0 AhE tof Ak APWRIEh &m-t he fOforﬂﬂe%-damamoﬁh@ﬁrﬁr&%ﬁ-ﬁibéﬁfkf] n that

- 5- cyano-phisésdn ipheesaofabarnt |5 zedqicing taf comae f or mutefint of the okt ed, the resulting
. 5- cyano+e@drof formpuld Hand hydrolysing the reaction 55 _ NO,
product, without isolating said product in pure : _—
form, to give a compound of formula V.
4. A process according to claim 1, wherein the

solvent employed in process variant (b) for the "
reduction of the compound of formula i with a 60 N
metal to give a compound of formula Vi is a solvent
which keeps in solution metal salts which form CONH,
during the reduction.
5. A process according to claim 1, which com- reducing in said compound of formula IV the 10-ni-

prises in process variant (b) hydrolysing in the 65 tro group to the 10-isonitroso group and hydrolys-
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i di benzo[ b, f] azepine of the fornmula Il is hydrolysed to the

,5 carbamyl - 10-ni tro- 5H di benzo[ b, f] azepine of the formula IV, the 10-nitro
{group in the latter is reduced and the reduction product is hydrolysed. 2.
‘Process according to cLaim1, charact eg%g&oi n that 30

. 5- cyano- 5H-di benze[ b, fTazepine is nitr y nmeans. of di- nitrogen

L ri Oxi deng thb reRRINP Ri-isétitfosHlcaifisbuld folyivexy gen, fom dbyutoeas3200€, pretetably GpEN40° to
't et TOXi decompoiidol the@@mol ISWeh conmpounds or larmeans of nitric. acid, to

. gi ve t helbxio lrgmdeﬁ;eﬁlretﬂaea;;;m 18 1o ;g;ct 0, 028 ‘P é’°r’rr' ? ZFSS ep:; e“°ﬂ°f5*‘a' ic
 accor di rrjefergbly fram "6;“ ‘% eipgthe n that ( ;i{f |n
fa suita a%LWFﬂS peg ﬂgzeg't"%rﬁz uirlrder thcOlr fﬁ%@am §p,n ;Z?jula

i Process @%Qg fOLiShitloSo-f0, 1 ialiydto- Char acteri zed |||b9amaﬂ.bd J,fcayamy Widhaioes ipoinphir C
¢ or hal ogepabibehzibyaRépirel kanecar boxyl i ¢ aci ds teainitioareupdocated atthe] deuhietgnd.
atons, oof thelfeimulaanhydr i des, or ni xtures of SLﬁ:HPC‘&PﬁdRVT‘ %’g&%}gg%\nth t he
iii-'correspondi ng anhydrijyed are used as thesol P(W'mﬂ“‘w"'d' iReNZ: cor di ng

tto claim4, charag ze4 {in that acetic aci ,or,ﬁlg&\",r SccStBny & bigeh R rwHiBh¥dort €S

thereof are usedf | vent. 6. Proaess aroogi B@ydnﬁ—1mﬂ|&o45ﬂ-dtbbal-rrs
1 - 5, character Jhat a starting nihgazepihd o Grmodall intheterpp

vol une) from1:3 oM §, used. 7. 15 Priigmaa thQPc?GrRﬂ‘?f?f b 8°'6 tf °
.claims 1 - 6, charactler- ize

d in that the n|5t :8?T EP’dB‘ht in a
‘tenperature range of out 0 - 1200, especi Q,; ¥ vra d,.o sm said cdmp@GrRISH

- accor di rapdthydrelysingraid comnarnaetferm%wer n that raga00 g slcyaho-1 o-fl(nllﬁd]h)ﬂrd-l

'y

e TR St

'is hydrd sdrt?;ﬁfalgx;’fﬁpﬁ %%F ﬁ the foraul sHidbelwyb fezemiee. of aci di ¢ agents.
:, 9. acCor | ng ai

m 8, char act®Aipresgss for tbﬁwp%\g‘(é’ I?y'_prol ysi s
warrr&eieqmnu means of mineral acids or ?ﬁpﬁ%’g"saﬁ'f'ﬁ:dﬂaf drgrs

Pr ocess according to glaim@8, characterized or,ﬂ,r ﬁg g,dqug Qiay.ehswﬂ.gh com-

icarried out by neans @f boron trifluoridg i rprigds emu arB-cadidU B-hitro5HidIbese-

sl ( AN QN in a | ower al kanegaehioxotfdroulal infikd teyeeraturegange

aci d each havi ng urifomo1°ﬂt°da‘i°§oi’fe'&t98'r¥é'°’" Ao 7°°g'__

% Ywater. 11. Pro %E‘;fﬁsr;ﬁ'r’ﬁ A orghjd ol

char acterized in that the hydrol ysis is _,g;,arr geg) ydaﬂlﬁ,;}, bt N
-of BF3 in acetic aci oéNand subsequent treat m&no\fmﬁ\ﬁ}omid%nz[&f&zepme of Riraaess

accor di ng giv@a Ednipotitdblforniullealn adth eieinglyi N t hatobtalned aesudingitnglate! wited sBfagon of
addi ti orsi ofthe srutane graurt heindiyificted ih wi s pr odetn degficiagid| ated in the pure

form andte@e?wté'iet'é@e%s?"t T &P ifel§? “Ghpreterwat er into °%§°2 U‘ﬁ_ gpg‘agfcpjn ghf,,grﬂ,ll a
B, I¥,/13,

bly
TV, 13 e O e s oA Qh S, WhicR B of €1 aidig £1sE2€
t hat th ﬁgg go\gggsea,r,agt@ﬁrymoggmgm com the pr esence of a further i nert
tsol vent . poLAd of formUtd OCRAGCICHOk6thpognd 6f cl ai m 18 Prachdir deqiréparatietidé ld t hat a

sol vent fofmute ¥ nertainedditae eaecten mnmrqrsm,td- 15. 5carqameﬁé%§x0a1@dbﬁ'a¥qﬁﬁs'f gbe12%i m
14, chartiselpinesgidicampayad. apghh g ene 1% uds@"r he further solvent. 16.
Process % ‘tcéjt?l aﬂ%} :6"5(‘:[‘0%?\13{: actﬁl ’%‘Q’%{err zed POTRE" t he jtro group in the
corrpoundc,f Qlrmbi s re by neans of catal ytjjcally activated
Rydr ogen andpuTo s b&QHifing tb clAaim Padbesmi s hydrol ysed t g\ hopound of the
fornmul a drisks byproeeas saright (hhtedpcinglffie com- Pfspcess accor aim 16,

‘char act e?quz‘éeffP'ﬁ‘“iaHh‘E“dt’h{é"°rV§'GQrB‘F|'ﬁ‘?“‘?’b carried out by gane\of hydrogen in
t he presgﬁrg,‘l?t “;:‘ f'ag ifl prog tBIRYE . 18, Process 4Ccordjgg to claim
117, chara g g,“pfilwgéyg;nqm on-carbon catal yst cgosHpsed. 19.
Process amerdhmem é\dsﬁwa&nt ohadrad ersozed in that the nitro group in_the
conpoundregfictibmef the compaund ot fosnuletrdtbch by neatpsacisrish a8 6. Gre Ko pilig d S-cyayo-SH-

AW WL 3 o

Process ae’er‘PdY omgoynt af fermyula Vi ig ‘&6’( err zeddiPsrzqlhtazeping.d¢ fo onis
icarried §ur ﬁgﬁ’é"'"&f mgtal Salts yiych e in an acid. X ocess

taccor di ngslrnﬂp%@g Qg,ngqg@ram emcaegmr n that the red arried out

i

d

by nmeanspides lid pidcds8 variait (H?Ih@drolysrng in the @
: compound of formula VI both the 5-cyano group N 4

and the 10-isonitroso group in the same reaction ] m

mixture to give a compound of formula . c -

. 8. A process for the preparation of 5-cyano-10- 60 dans un solvant stable dans les conditions de la

nitro-5H-dibenz[b,flazepine of formula Il accord- nitration, dans un intervalle de températures doe 0
ing to claim 1, which comprises nitrating 5-cyano- a 120°C environ, plus spécialement de 40 & 40°C,
5H-dibenz[b,flazepine of formula ! in a solvent ce qui done la .

which is stable under the nitration conditions, said 5-cyano-10-nitro-5H-dibenzo[b,flazépine

nitration being effected in the temperature range 65 de formule H

£
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. t her.eof,. 22. Process according toe claim 21, characterized in that the

~acid or |ower al kanecarboxylic acid havi ng up to 4 carbon atons or m'xtureS@
.reductron is carried out’by means of ir 82808 a mxture of a@%trc acrd and

-hydrochl oric acid. 23. No, Frocess accor di ng-t g

‘charac- terized in that|the reduction and hyo[;aji fﬁ,%’%bgzréé aj’son
converting the-comgfound\g he formula Il i nt,@d sd da

carrred out in the s§ ¢tion batch with- mu&urtusalaatoheanslﬁsoteheretatpur enle
i nternmedi ate of tIN # | V. 24. Madi fqomaQaédn fqymufehle process -
faccording to claim1, ¥hara herized in that th‘r::.:a eo d!°ﬁ'°!‘h1eq‘::"i'lg
conpound of the formulénll- i's reduced, the regyil cgrﬁ yﬁf&omposé
-l ysed and & eso&rﬁen‘f'alol ng 5-cyano-10-o0xo0-10, 11- di'f aldedﬂn al on utilise un

: di benzo[ R 4GRS S hwdr Cdoysmtdoriteharﬁen solution des sels métalliques
: tcar banyLbSﬁl-@xa'a%&:gfgpsb %%ﬁfg’&@éﬁbgégzo[ b, f]ferze ﬂm '%)fedlldﬂen formula Il11. ’

£ 25. Piydolyssdaoaotali ng to cl ai m 24, charact® f "Le"*t’ﬁl‘e‘at@o nidansgla
Cgroup i s fethamed-1Byitstindensolflaserinet hydr ogen), Var r:‘:, czrz" é'gﬁ,f:’gf@i\ ”t'o
. clai m 25, %drarEY eri 2 g in that the reducki orhlhso,,c@rgpdu
isuitable metal in an § Fd. 27. Process aawed di bgmpose aé a:rnmlaﬁ‘rl dans le méme

=char acterized in# &l eduction is carri aeplange dpggaetioans of iron or zinc
in a mneral acil

ess accordi ng t '-EF"&Y Opnit Zalbiflazéginp.n
“that the 10-nitrk O re%ced by neap 3’ W%‘f” P%ﬁ' Aigezgetiaze-

£29. Process acco™ing to cl.ai m 28, char actgarl_azgdydngqé_ga,tmtmehyoeggcy,bgh
is carried out by rrealgbimof Snd 2. 2H20. 30. zo[bRasepmes according to one of

cI ains 24 - 29 charac- terized in that the I‘GQZIU@t Boyanp-d40-seniresed0,dudihydro-He

resence b%r’é"éﬂtll%lﬁf?r"’% "" l9a¢pine
prgsence Hhd A et ompug ?borg ?Eg%"‘ft BE Fermr iy
a solPyant arorratrc char act er

al koxy arnig fbraerni,al kano m)r et | es a
ras addi t i(bisait & edictiemdans I'iBtkrvalle de télip@ea®s S accordr ng to one of claims 24 - 30,
fcharac- t"859e/84 1947Ctdepreférprce dedlictor@eni s car Revendioations ppur t‘ﬁ;atpm!smameﬁof a

¢ 1 ower an%tg o) ne glycol, whéfein 1 gue has up_ to 4
icarbon a%%sd,b g[bf])::; Q){d'gdg "accor di ng to org.e:a,(% %T%bﬁgé %%"‘_’&g o &h enz6-
gterr zed ide térinale i he reduction is carried out I[P fi@epiggPEr Al U ange 10
- 100[err]C, preferablyofirom 30 - 70[err] C. @&formule NPr ocess accordi ng to
claim 24, characteji z. that the redu@ti on product is fydrolysed with
‘wat er tothe the formula V. 34. Pr ording to

.cl ai m 24, charact that the 5-cyano group in
“5- cyano- 10- oxo- 10, WINgiMyer.o- 5H di benzo- [b, f]azepin

Fhydrol ysed to the 5- c%r box-vgm de group by neans of bdsiWor

' 35. -Pr.ocess accor grfto claim 34, characteri zed in t&ﬁ@H
lis carri mte’bﬁi IOREMET oY o FR3SGRE RSF 0,028 - 34- h;idroxr

al Kal i ne s&gab o blo-fohKahjarsBial s or an al kal | ‘*g%ﬁz AL RS g Bl I ssane e

e m—--ga} 1 oo

ormula Vis
aci di c agents.
ﬁh hydrolysis

appropri atbcnzo[bflalaépmaresence of a per- oxisle. accord ing to
'6lai m 35de tohavle¥t eri zed in that the hydrolysis is carf Ry neans of
'sodi um bi car bonat e |n°rhe presence of hydrogen peroxr Process
“taccording to clai# NATS ¢ carried out
by means of m ne _I ower al kanecgg boxylic or hal ogenated | ower

al kanecar boxyl i c'g \ayf ng up to 4 carbon atons or the™Y mxtures with
bm neral acids, or, ifyapprogyiate, Lew s acidis pnegeint statse @ans Mdsltohdiibné Be &
{'I ower al kanecar boxy! iéNacr d and subsequent t'P'E%tlone’nt'swmtbrvmcbrtemr@&turesdeo

ﬂ | 80 ©
Pr OCESS @S’@%hm dggdéfgm?l{eaga suh ehl%ﬁ@ Ler ésZEd on %? ?g PGB%%‘ES;%% ?l&g_
carri rSBADS 20 BQB eQJnk sci d, S&ﬁe‘f% Bt | S
;aci d, foom40°(acr d, acetic acid, boron trifluoride or defr ned addi tion
corrpound & Pt;:g¢d§nselon la revendlcatron 1, dans ia
variante opératoire a), caractérisé en ce qu'on
hydrolyse le composé de formule Il et on réduit le 60
2 composé de formule |V contenu dans le mélange
; de réaction, sans l'isoler, puis on hydrolyse le
: produit de réduction présent dans le mélange de
réaction sans l'isoler, en le composé de formule
. 65
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irifI uoride with acetic acid and subsequent treatnment with water. 39.

#r ocess. according to one of clains 34 - 38, charac- terized in that the
ydroI ysis is carried gyt in the prese @ a further solyent. 40.
_Process according to cLaim 39, characterized in that a solvent of aromatic
f har act er (al gueu'se tydaslyse Ipar des Fblsroperatoiresvent . 4ib.réaction é%rng)cieasr SLEaRRE, 136 1d dom-
jone._ of cIéFWEO“@#qU' n@@ect%heasaegfompeﬂp-z&d i N t hatosé decfoimutrol ysis is carried
out ¥n a g'ﬁgﬁe r&;’ ' 'W"&F?ﬁ' dibepzalb.fipzé- +150[ et Proce P'e'l‘ @rf%htycanprohpﬂaqt@sé
o[ err] C. él cation of the proges "fgﬂon do‘iog ”8 ‘§° ‘g"e b), a la
Icharacterized in that]the 10-nitro group ©n t ‘Ed dﬂf&eﬁﬂ
i s reduced by meghg/ON\ZNgc dust in an acid lev cdmame olufh g@g\métg",&
presence of a h gtiqn gef al yst, and t hdormésddnsilav@duction.

§5- cyano- 10-i soni 1 di - hydro-5H di benZ8 OBéqé]Selerelp|rwendb¢aﬂ@fh‘ec£frmtméa

IV is hydrol ysed. "Process accordin tg" 'al’,ar'i hy-
that the 10-nitro gré@n}us reduced by neans (pgf manﬁﬁ phvip f°¥gt 113% daﬁii
fa pal | adi um on-carbon catal yst in a suitabl e|§mbmemé|ange deéffbaction polt! fARRRIP au
accor di ngdan® laszluellemrﬂ@dum thea gewopee9-giel enn t hat comosé defotmwé tllar onat i C

ichar act er 9"?“5’3 ﬂ""é%“ WSS%PWHIWWW? le  15py ocﬁefsoca‘&:@? diengraticn dd Qi $’rw4¢10-10-

loh t teP isp itr théltl’gé zo[bAf@zepmedew Ion la
bocor di ﬁrﬁéﬁﬁ A umx%%" ncgwf’ &'e' %E'e"n Chat T} " '*/I
q 55 Q ep e ﬁfht
e t

is hydr olqesed 100°C} decpréterafve we do a#o*cham wormul ay nffaémﬁdé?. |e3 cai\cn%ﬁ
117 . ﬁ‘qye@sw-l%m@rosoeﬁongdmmrebladlmrﬂ6 char atﬁbre damselintenvaltehad tdnipdratyyeh oé y)sa S
{i s carri ealbdigeertip dgdasmyledt hydrochloric acid 12%9 em"fon nms@em@mmm °€.0

fone of claims 42 and 480M 47, characterized i, mm_ Eﬁ"B’T Ibal’cw"
fcarried out in the resenae of an aromatic sq ca'f’f agepin CI( e ,s:,;
having up to 4 caf OB} or m xtures téaeraga‘rmységas.cyano-ﬁ?b:.q&@g-ﬁd.a&ﬁ J,iag
it o claim47, char §

¢ An that the hydrolpmsme forgnu@an rpanedesombddsrbpbhenres
dpr esence of a tol uehelnet ¥a m xt ure. d’hydrofsg ol rce(tectefnpesfletgmmmmms
faccording to claim1, Gparacterized in that f'fges“S' Yo 5, wel as

he 10- isonitroso groUp in 5-cyano-10- |e,9n|§_ fﬁ 313 m{ﬁ'd& S bEnzo.

di benzo[ lbh Ayepiseadiettembie ot @hrBabsaniparar e hy r[ in t e sane reaction

bat ch t o l'jiteymeédiaitgadd lanj-tyah®10oxo-10.01-difiy- di hydr ae foEHﬂdV S teerid|catiod | daeactkise
It he f or mifedtqipenzefh.flazepine ¢y fgemdasV accor di ng ten[g,elgcue Hergeduitdsmeyand ‘é)rr}ltz;eﬁiﬂ-cllllbedn-
{t hat the hydrolysis isgcarried out by nmeaps ggﬁ ps | Intervalle ce
Process according to claim 51, characteri zed§|m§e§riadfﬁ {yg?d’leféélfés'ech de 30
carri ed out by ne#n} Nl neral acid, a Iowayan @m&b@ﬁyd,ﬂygmqyg_

: boxyl ic aci d or a |diah[babkébinen t he presence of
bwat er.  53. Pr 0¢€d35,40¢0rding to claim 52det9nuﬂ%1\t*t®r°nilwolqunhat the
bhydrol ysis-is carri ed lout by)nmeans of bor*dn P‘FY 1’ ?’1°d@-11 HhygeetH-¢ibenze-d and
subsequent treat ment W h water. 54. . Pr oc

150 - 53, efharcamposkede HaHule M tnh@arolwbednhydr ol stcﬁnb-!Fo-ﬁ&ﬁ Pllihybifd-sH

ipr esence gcoima-’:—*ﬁnanctéwn effastpé dans uv tervali® 5. Ialbeﬁze&s]aam@rdl ng to cI a| m 54,
lshar act e ze@taréraqu@gnt de Fovet 198F% dn Bte- havt ngdeifermude ¥l selorblamevendication & casod-
ias t he f g E L vent risé en ce que I’on réduit la 5-cyano-10-nitro-5H-
- éd r§ E% Qi%)( aractense g zo%}j}azepme de formule Il dans I'intervalle
- Cyano- } 0@ b Ba fB6 Olf' we. - g gl tures de 10 & 100°C, de préférence de
§b- Car barryll'olyih ieruohibﬁséﬂd-fehnhmzalﬂa réduazepl ne. &Pa 7o°C.
b- Cyano- tompgédd Brniule Uwhlytdmﬁaﬁﬁedméuﬁanzo[ lag f | azePraeedé dePréparation de 'adduct de la BF,

G r £ i
Cyano- %reodﬁlt régsgg‘né?:-rﬂnt ans Ie elar¥g§e g:-l_ di bengi) tt))an]:o]yl 10afl%tFo?5H-d|benzo[b f]-

réaction, sans l'isoler, en le composé de formule azépine,
il selon caractérisé en ce que I’'on hydrolyse la
3. Procédé selon la revendication 1, caractérisé 55 5-cyano-10-nitro-5H-dibenzo[b,f}-azépine

en ce que, dans la variante opératoire b), on réduit de formule lll, obtenue selon la revendication 1, &

le composé de formule Il et on hydrolyse le produit l'aide d’'une solution de BF, dans I’acide acétique.
60
65
18

®

sBGata 48N of clalms.
IS

* [ L M S *




