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CUHTE3 1 ®PU3UKO-XUMHNYECKHUE XAPAKTEPUCTUKHN HA OCHOBE
1-(2-9TOKCUDTUI)-4-AIETUJI-4-METOKCUITUITEPUIUHA BTOPUYHOTI' O
CIIMPTA 1 EI'O CJIO’KHBIX D®HUPOB

b.’K. Haybipbi3oBa

1-(2-Dmoxcusmun)-4-ayemun-4-2uopoxcununepuOuntiy eKiHuiiiKk CnupmmepiHiy myblHObLIAPbIHBIY
He2i3iH0e OUOI02USIbIK AKIMUBMIIK KOPCeMemIiH HCaAHa 3ammap aiblHObL.

To study the pharmological characteristics of methyl and ethyl ether1-(2-ethoxyetxyl)-4-acetyl-4-
hydroxypiperidine are synthesized their second spirits and compound esters of the previous.

N3BeCTHO, YTO CII0KHBIE A(PUPBI BTOPUUHBIX U TPETUYHBIX CIIUPTOB MUIEPUAMHOBOIO
psiia TPOSIBISIIOT BBICOKYIO MECTHOAHECTE3MPYIOIIYI0 akTUBHOCTH [1]. B cBs3m stum
IIPEACTABIISIIO HUHTEPEC CUHTE3UPOBATh U U3YUYNTh

o Cl:lH DC(D)Rl
c CH; RO CH — CH; O~ - CH CHs
1
N
C2H4DC2H5 C2H4DC2H5 CquDCgHS
1,2 3,4 5-7
R=CH; {1, 2); E=C,H: (4, 4a); Rl=CH; 3); CHs 8); CHs (6)
dhapmMakoIOTHYECKHE CBOICTBA 1-(25TokcuaTrin)-4-(1TuapoKCHUITII)-4-METOKCH-

nunepuauHa (3) 1 ero cioxHbIX 3¢upos (5-7) [2].

JIJIss BOCCTAHOBJICHUSI KETOHOB B CIUPTHI OOBIYHO HCHOJB3yeTcss MeToq byBo-biana,
KOTJIa BOCCTAaHOBJIMBAIONIMM areHTOM SIBJISIETCS  BOJOPOJ, OOpa3yroIMiics Ipu
B3aMMOJICHCTBIM METAJUIMYECKOTO HATpUs ¢ 3TaHOJOM. B pabore mpemaraeTcss METON
BOCCTAHOBJICHHsSI KapOOHWIBHBIX coeamHenuid cuctemor NaBH, — Al,O; 6e3
pacTBopuTeNns ¢ oOpa3oBaHHMEM COOTBETCTBYIOIIEro crnupTa. HemaBHO mpeiokHa
MonuduKays 3TOTO METOJa, B KOTOPOW OTWIOBBIM CIHUPT 3aMEHEH BTOPUYHBIM
OyTHIIOBBIM criupToM [3].

ITpu BoccranoBinenus ketodpupa (1) NaBH,; B stunoBom croupre coeauHenue (3)
HOJy4aJioch C JOCTaTO4YHO BbICOKUM BbixogoM (81,5%). Crpykrypa chnupra
noarBepkaanach ganubiMd UK u IIMP cnektpoB. B MK cnektpe ocHoBanus (3)
OTCYTCTBYET II0JIOCA IIOTJIONMIEHUS KapOOHMJIA W TOSBISETCS WHTESHCHUBHAS I10JIOCA
THIPOKCHIBHOM Tpymmbl B obmactn 3456 cm™’. B cmextpe IIMP ocrosanmst (3),
sarucanHoM B CDCl;, umeetcst aBa ay0ieTHBIX 1 jBa TpUILIeTHBIX curHaita CHg, mepBbie
U3 KOTOPBIX OTHOCATCS K METWJIBHOW TPYIIE y aCHMMETPUYCCKOTO aTroMa YIJIepoja,
BTOphle — K CH3 3TOKCHMATHIBHOTO 3aMecTHTENs. AKCHAIbHBIE W DKBAaTOPUATBHBIC
nporous! pu C° 1 C° aloT 10 [Ba CHrHANA MPUOIH3HTEIBHO PABHOI MHTCHCUBHOCTH,
KOTOpBIC TIEPEeKphIBask IPYT Jpyra, MPOSBISAIOTCS B BUAC MYJIbTUIUIETa B oOnactn 1,57-
1,77 M.1. Axcransrbie mpotors! mpu C2 1 C° HpOSBIAIOTCS B BHAC ABYX MYJIbTHILICTOB,
UMEIOIUX BHUJ TpuIuiera ayoOneroB, B obnactu 2,14-2,24 m.a. u 2,26-2,36 M.1.
DkBaTopuaibHeie TpoToHs! mpr C? i C° 10T OXMH MYJIBTHIUICTHBI CHIHAI B OONACTH



2,68-2,79M.1. IIpotonsl CH,;N 3TOKCUATHIIBHOTO 3aMECTUTEIISI TTPOSIBIISIIOTCS B BUJIE IBYX
TpurieToB mpu O 2,58m.1. u 2,57M.1. ¢ cooTHomeHneM uHTeHcuBHOCTEeH ~ 10:1.Takoe
K€ COOTHO-IIICHHUE MHTEHCHBHOCTeHW mmerorT curHaasl OCHjz (3,22 m.a. u 3,15 m.1.) u
NPOTOH y acuMMeTpuyHoro aroma yriepona (3,84 ma. u ~ 3,52 m.1., mepekpoit). B
CIIEKTpE ATOTO coeauHeHus, 3anucaHHoM B CgDg, MHOTHE TIPOTOHBI TakKKe JAIOT IO JIBa
CUTHAjIa, HO COOTHOIIEHWE WHTEHCUBHOCTEN cocraBimsier ~2:1. AKcCHanbHBIE U
SKBaTOpHaTbHBIE MPpoToHb! pu C° n C° 1 akcuanbHbie npotosl npu C2 n C° Tax xe, Kak
u B CDCl, garot no Ba curHajia OMHAKOBOW MHTEHCUBHOCTH. [IpoTOHBI ke pparmMeHTa
CH3CH,0  9STOKCHUATHIIBHOTO  3aMECTHUTENsl, METWUJIBHOW TpyNmbl HW TPOTOH ¥
ACHMMETPHYECKOI0 aroMa yriepoja, a Takxke rpynmnbl CHzO nposiBiastoTcss B BUIE IBYX
CUTHAJIOB C COOTHOIIIGHHEM HHTeHCUBHOCTeW ~2:1. Takum oOpa3oM, B MeHEe MOJIIPHOM
OeH30J1e BpeMsl )KM3HU MeHee CTa0UILHON (DOPMBI 3HAUUTEIIBHO BO3PaCTaeT.

VY BO€HHE CHUTHAJIOB MOXHO OOBSCHUTH HaJIMUYMEM acCUMMETPUYECKOro IeHtpa. Ha
MPOCKIIUU

Hrromena npu BpaiieHuu BOKPYT CBS3H C*Cys XOPOIIIO BHJIHO, YTO OTCIIHHBIC aTOMBI
(1 TpymIIBI aTOMOB) OKa3bIBAIOTCS B PA3IMYHOM OKPYKCHUU:

o3 o ok
(Me(O)CO) HO H H,C OH (OC(OIME) o CH,
H:CO c? H,C0 c’ H,CO o3
;¢ H OH (OC(O)Ms)
A b B
Puc.1

Tak, okpyxkenue OCHj3; rpynmbel  meHsieTcss Ha Bcex npoekuusix Heromena. [pu
stoM pacnojoxkenue OCHz u OH Ha aByx mpoekiusx (A u B) OmarompustHO st
o0Opa3oBaHUs BOJOPOIHOM CBSI3H.

Jlnia conoctaBnenus cnekTpoB [IMP Ob11 Bocipon3BeieH CUHTE3 MOIYYEHHOTO paHee
1-(2-5tokcnaTii)-4-(1ruapokcudtin)-4-sTokcununepuanaa (4). B cnektpe [IMP storo
coeuHenns, 3anucanioM B CgDg, SKBATOPHANBHBIC M aKCHAIbHbIE TPoTorsl mpu C° u C°
M akcuampHble mpoToHl mpu C° m C° Takke [AlOT MO [BAa CHrHAIA PAaBHON
naTeHcuBHocTH: 1.44-1.53w.1. n 1,53-1,62v.1. (C*>H,); 1,52-1,63w.1. u 1,64-1,75u.1.
(C3'5—Ha); 2,13-2,23m.1. u 2,31-2,41m.1. (C2’6—Ha). DKBaTOpPHAIIbHBIC MPOTOHBI IPU C?u
C® MPOSIBIIIFOTCSL B BUJIE OJTHOTO CUTHasa B o0jactu 2,56-2,64m.1. UeTbipe curuana gamT
npotoHsl CH,0O 3TokcuiibHOrO 3amectutensi. [Ipu 3TOM CUTHANBI MPEACTABICHBI B BUJIE
kBapretoB Oompmiedi (3,04 ma. u 3,16 m.n.) u mensmerd (3,07 ma. u 3,19 m.a.)
WHTEHCUBHOCTU. IHTEHCUBHOCTh KaXKJ0M Mapbl OOJBIIETO U MEHBIIETO KBApTETa paBHA
0IHOMY TIpOTOHY. [IpOTOH y acHMMETpPHUYECKOIro aroma yriepoja MPOsBISIETCS B BHUIE
kBapTera npu O 3,58m.11.

C menpro u3ydeHUs (PapMaKOJIOTHUYECKUX CBOMCTB CHUHTE3HPOBAHBI C XOPOIITUMHU
Bbixogamu (60-70%)cnoxubie 3¢upsl BropuuHoro cnupta (3) — anerat (5), mpomuoHaT
(6), Ocnzoar (7). AumiaupoBaHHE IPOBOAWIM XJIOPAHTHIPHIAMH KHUCJIOT B CYXOM
xyopoopme. CTpykTypa COEAMHEHHI MOATBEPKAAIACh PE3YJIbTaTaMH 3JIEMEHTHOIO
ananum3a ¥ gaHaeiMa MK u TIMP cniektpoB. B UK cniekrpax a¢upos (5-7) npucyTcTByrOT
I10JIOCHI [IOTJIOMIEHHUS CIOKHOAMHUPHOH rpymmsl: kapGormta (1716-1736cm™) u ces3u C-
O-C (1244cm™ y anerara, 1192cm™ y nponmonara u 1276¢m™ y Gensoara).



B cnekrpe IIMP conu anerara (5, I'X), 3anucannom B D,O, umeercs aBa qyOeTHBIX
curnana npotonoB CHjz y acummerpuueckoro atoma yriaepozaa (0,96m.a. u 1,03m.1.) u
nea cuHrinera CHz amerwnpHoM rpymmel (1,92 ma. wm 1,89 m.a.). Ilporon y
ACMMMETPUYECKOTO aToMa YIJiepoja TaKkKe JaeT JBa KBapTeTHhIX curHana (3,83 m.a. u
4,91 M.1.). AKCHAIIBHBIC M SKBaTOPHAIbHBIEC TIPoToHbI mpu C° 1 C [afoT 10 [Ba CHrHana
paBHOM nHTeHCHMBHOCTH. 1,63-1,76M.1. 1 1,76-1,89m.1., 1,76-1,85u.4. u 2,00-2,09m.1.
COOTBETCTBEeHHO. MeTokcurpynmna gaet Tpu curhHana: 3,11c, 3,06¢, 3,08c. Ilpu stom
cnabple CUTHAJBI CABUHYTH B CHIIbHOE mojie. Ha pucynke 1 BUAHO, 9TO METOKCHUTPYIINA,
B OTJIMYWE OT JIPYTUX TPYIII, 3aHUMAET TPU PA3HBIX IMOJIOKCHHUS.

B cnextpe IIMP conu npormmonara (6, OK), 3anmcannom B CDCls, mpoTOHBI TpyTIITBI
CH3 nponmroHWIFHOTO OCTaTKa AT TPHUILIETHBIH curHai mpu O 1.12wm.1., rpynma CHzy
ACHMMETPUYECKOT0 aToMa yTiiepoja MposBIsETCsS B BuAe ayonera ¢ meHtpom 1,17 m.n.
[Mporon y C,s maet kBapret npu O 5,04m.1. [Ipororsr CH30O mar0T CUHITICTHBINA CHTHAN B
oOmactu 3,23M.11.

B cniektpe [IMP comu 6enzoata (7, OK), 3anucannom B CDCL, nmeercs myOneTHbIN
curHan mpotoHoB CHjz y acummerpuyeckoro atoma yriepoaa (1,31 m.g.). Ksaprer
npotoHa y Cyg Haxomutcst B o6mactu 5,24 m.1. IMeroTes Takke CUTHAIBI apOMaTHIECKUX
npotonoB U OH maBesieBoii KMCI0Thl (MPOKUI cUrHaji B oonactu 9,33m.1.).

IKCIEePUMEHTAJIbHASA YaCTh

WK-cnekTpsl coerHEeHnI 3anucanbl Ha npuoope «SpecordM-80» B tabietkax KBr
JUTSE KPUCTAJUTMYECKHUX 00pa3lioB U B TOHKOM ciioe Juist suakux. [IMP-criekTpsl CHATHI Ha
cnektpomerpe «Mercury-300», BayTpennuii mian BHemHHM stanon — ['MJIC. Xon
peakiuii KoHTpoJimpoBaiu ¢ momoribio TCX Ha turactuakax «Silufol UV-254» ¢nroeHt —
U30MIpONaHo : pacTBop ammuaka - 9,3:0,7u «Alufol» (3:roeHT — H3omporanon).

1-(2-9ToxcudTHN)-4-(1-ruapoxcudTHN)-4-meTokcununepuaua (3). K cmecn 1,3
(0,006momp) keTona (1) B 30 Mut 3TaHOJIA TIPH OXJTAXKIACHHUH JISASTHONW BOJOW HEOOJIBIITMMHU
nopuwsivu nipudasisui 0,151 (0,006momp) NaBH,. peakinonHyo Maccy nepeMenmBanm
IIpH KOMHATHOI Temmeparype, 3aTeM 2 4 narpeann mnpi 60°C (KOHTPOIb ¢ MOMOLIBIO
TCX). PactBopuTeah OTTOHSUIM, K OCTaTKy mpwiuBaad 5 ma 6 H. pactBopa NaOH u
IKCTarupoBasi xjopodopmoM. DkcTpakt cymmiau MgSQ,, pacTBOpUTENh YyHNapHBaIIH.
[Monyunnau 1,321 (81,5%)npoaykra (3) B Bume macna. [Ipu nmpubaBiieHHH K pacTBOPY
ocHoBaHus (3) maBeaeBO KUCIOTHI B dTaHOje moiaydmin okcanat (3, OK) ¢ r.mi. 132-
133C (u3 srnanerara).

1-(2-9TokcndTHN)-4-(1-aneTniaokemd T ) -4-Mmerokcununmepuaun (5). K 1,0 r
(0,004momp) crimpTa (3) B 5 mut xmopodopma nodasistmu 0,34r (0,004mo11b) XITOPUCTOTO
aretvna (HaOJIIOJAIOCHh PAa30rpEeBaHUE U MOTEMHEHUE CMECH) M OCTaBJISUIN PEAKIIMOHHYIO
mMaccy Ha 48 4 mpu KOMHATHOW Temmeparype (kKoHTpoib ¢ momombio TCX). 3atem
NPHUKATBIBAIN 3(PHp 10 MOMYTHEHHUS M OCTABJISLIA KPUCTAJUTH30BATHCS MPU OXJIAXKICHHUU.
Brimapmmii ocagok oTGUIBTPOBBIBAIA, IPOMBIBATTN HECKOJIBKO pa3 ddupom. [lomyuanm
0,8t (67,8%)runpoxnopuza (5,'X) ¢ .. 146-148C (u3 s¢dupa).

1-(2-9ToxcudTHN)-4-(1-MPpOMHOHMIOKCHITH )-4-MeTokcumunepuaud (6). K 0,5
(0,002 moip) compra (3) B 5 mu cyxoro xjiopodopma modasmsin 0,191 (0,002 mosib)
XJIOPUCTOTO TPONMUOHMIA. PEaKkIMOHHYI0 MacCy BBIACPKUBAIM  TPU  KOMHATHOUN
temnepatrype 24 4 (koHTposib ¢ momolbio TCX). M30bITOK peareHTOB OTIOHSIIH, OCTATOK
nomienadnBanu cogoit 10 pH 10 u sxctparupoBanu 6eH3onom. [locne cymku skcTpakra



Hag MgSQ, monyuru 0,41 (61,5%)npoaykra (6) B Buge Macia, U3 KOTOPOTO MOJTYYHIN
okcaiar (6, 0K) ¢ T.wr. 150152°C (u3 srunanerara).

1-(2-9ToxcndTHN)-4-(1-0eH30mao0kcHITHI)-4-MeTokcumunepuann (7). K 1,0 r
(0,004 monn) coupra (3) B 5 M cyxoro xmnopodopma godasisiin 0,181 (0,0012mo015)
xJiopucToro oenszomia. Habmromnanocs pa3orpeBanue u MOTEMHEHUE CMeCH. PeakImoHHY 0
Maccy OCTaB/sUIM TpH KOMHATHOW Temmeparype 48 u (koHTposib ¢ momomisio TCX).
3areM pacTBOpHUTEIb OTTOHsUH, ocTaTok moakucisua HCI (1:1) no pH 3, skctparupoBanu
OeH3070M. BOTHOKHUCIBI pacTBOp MOJIIEIAYMBAINA, SKCTPArupOBad XJIOPOHOPMOM.
Okcrpakt cymmin MgSQ,, ocymuTens oTQUIBTPOBBIBAIM, PACTBOPUTENL YHApUBAIU U
nonyann 1,0 v (68,9%) npoaykra (7). OOpaboTko#l BbIIEICHHOTO OCHOBaHHS (7)
pPacTBOPOM MIABENIEBOW KUCIIOTHI B dTHianerate momyuwmwmm okcanar (7, OK) ¢ t.mn. 16¢€-
170C (u3 strnanerara).

Pe3ynbTaThl  2JIEMEHTHOTO aHaliM3a CHUHTE3UpOBaHHBIX coeawHeHnd  (3)-(5-7)
MpUBENICHBI B Ta0JI. 1, ciekTpanbHble JaHHbIE — B Ta0JI. 2.
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