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OT PEAJAKUIUU

‘TsaThagnateti BHITYCK -cepun «CHHTE3H TeTEPONUKIHYECKHX CcOeLHHEeHUM»
COZEDPKUT OMMCAHHE METOJOB INOJYYeHHS TPHALATH NPOU3BOAHHX (YypaHa,
TeTParuponvpasa H THONHPaHA, NHPUMHAHHA, MHLOJNA, M3OXHHOJHHA M
APYTHX PeTePOLMKIHYECKHX CHCTEM, NpeACTABIAOIIHX HHTeDeC B KayecTse
ACAUAHBIX BEIECTB B OPraHHYeCKOM CHHTE3e.

B paspaboTke MeroXWK JaHHOTO BBIYCKA yYacTBOBa/JH, B OCHOBHOM,
‘COTPYILHUKH . IHCTHTYTa TOHKOH oprasuueckoit xumuu BM. A, JI. Muzxossa
AH Apwmsckoii CCP, a Takke XuMHueckcro (axyabTera EpeBaHCKOro ro-
‘CYAapCTBEHHOrO YHHBEPCUTETA M KOQJUIErHl U3 APYTHX FOPOLOB Haliel CTpaHf.

Penakuus 61arofiapuT BCeX aBTOPOB, NPHCJABIUHX METONHKH JJisi MST-
MA/IUATOTO BHINYCKA, H C FOTOBHOCTBIO PACCMOTPHT HOBhie NpeLNONKEHHS 1A
LIOCACAYIOUIMX HOMEPOB COOpHUKA,



5-AJIJINJI-2,4-TUMETHITI-6-OKCHTTHPUMHU I UH

NH COCH,

W |
CHy—Cl_ +HCI + CH—CH,—CH=CH,
{
NH, COOCH,
CH,

CH;ONa
CHON: N/\’—Cﬂz—-CH=CHQ
CH,OH |

CHs—\N/—OH
IMpensoxkum: A, C, Tamosu, B. 3. Xauar-
pay, P. I'. Meaug-Oranjxansn
Iposeprsm: M. A. Kasunpuksn, JI. A. pu-
ropsau

NMonyuenue

B xpyraoponnyo aByropiayio kos6y emkocTsio 200 #4, cHA6-
JKEHHYI0O MelIaJIKoH H O6GpaTHHIM XOJIOAHJBHHKOM C XJIOpKaJtb-
IHEBOil TPYOKOii, moMellaloT 60 44 MeTHJIOBOTO CIHPTA H MOCTE-
TIeHHO JfoGaBuasioT 2,76 e (0,12 r-at) MesKoHape3aHHOro MeTad-
Jimdeckoro Hartpus. Ilocse pacTBopeHHst Bcero HaTpusi K pacTBO-
py nobasusior 5,68 2 (0,06 MoJsi) rHAPOXJOpPHAA ameTaMHIMHA
(npuM. 1) u 9,36 2 (0,06 MOJISI) MeTHJIOBOro 3dupa auIHJIaneTo-
YKCYCHOH KHCJIOTHl {(mpuM. 2). Cyvech KUNATAT HA BOASHON GaHe
5-6 u., mocyxa orrousoT pacTBOpHUTENb B BaKyyMe BOLOCTPYIl-
HOTO Hacoca. OctaTok pacTBopsiioT B 40 M4 BOAB U KCTparHpy-
10T 40 M2 spupa (mpuM. 3). Boasbil cioll TOAKUCISIOT pasb6as-
JeHHon (1:1) conamoit kucioToll mo pH 6—7, skcrparupyior
X/10podopMOM, XOPODPOPMHEI ClIOH cylIaT Ge3BOJHBIM CepHO-
KAC/IBM HaTpueM. Ilocsie OoTroHKE pacTBOpHTeNs K ocTaTKy Jo-
GaBisioT 50 ma rexcada M GUILTPYIOT BhNaBIIHe KPHCTaJJIbi,
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r. 1. 144—145°. ITocne mepekpucrasiusanun 13 50 na Geusona
r. ma 150—-151°

Buixon 7,2—8,4 e, unu 73,4—85,7% TeopeTHIeCKOro KoJH-
qeCTBa.

5-Anini-2,4- nuMerwi-6-okcunupuMuang, CoHiN2O, Mo, Bec
164,21-6eable KpHCTAJLIBI, PAcTBOPHMbIE B ropsiiedl Boxe, XJo-
podopMe, aleToHe, COHPTE, YAaCTHYHO PacTBOPHMble B 3dHpe i
GeH30Jle, HEpacTBODHMBIE B TeKCaHe, NeHTaHe M TenTaHe.

Mpumeuanns

1. Tuapoxyopul auneraMuinHa cjaelyeT MNpeABapUTEIbHO
BBHICYIUHTh B BaKyyM-3KCHKaTOpe HaJ CepHOH KHCJOTOH.

2. MeTuaoBbli 3GHp aJNHIANETOYKCYCHOH KHCJIOTBI TOJMY-
yeH aHaJIOTHYHO ee 3THMOBoMy 3upy' u3s 0,01 Mosst 3THIOBOrG
sbnpa aneToyKcycHoH KucaoTel 4 0,01 MoJisi XJI0pHCTOro aJlIuja
B npucytctBun 0,01 Monst MeTusaTta HaTpusi B 20 M4 METHJOBO-
ro CIHHpTa-

3. Jxerpakuns adupoM HeoOxoauMa AJsl yAaJleHUs Heopo-

pearupoBaBIlero sGHpa . aJIHIaLeTOYKCYCHOH KHCJIOTHI.

Ipyrue cnocoGb noay4enus

5-Auu-2,4-AUMeTHII-6-OKCUFHDHMHAHH BrepBhle Obll MO-
‘JlydeH NMKJM3anHedl THAPOXJIOPHAA alleTaMHUAMHA C 3THJIOBBIM
5 UPOM aJIHJIAaleTOYKCYCHOH KHCJIOTH B BOAHOM pacTBOpe €/i-
KOro HaTpa; BbIXOA TNpPOAYKTa He npeBbimant 44%?2

1. G. Wolf, Ann., v. 201, p. 46 (1880).
2. V. Haah, Chem. Listy, v. 45, p. 459 (1951).

3-(3-AMHUHO-2-METHWJINPONHUJ)HHAON

CH,3 CHj,
Z N N NN
oo/ 2A T
O= —— .
v N\N \ ) V\Iﬁi
H NH, ) " 'NH,
Ipengoxumn: C. A. Iorocsn, A, C. Menux-
Oranjxasas
Hposeprau: JI. A. Maresocsan, C. I, Umma-
PUTHH

MMoanyuenue

B JIUTPOBYIO TPEXropJyio KPYIVIOJOHHYIO KoJIOY, CHabxKen-
HYIO MellaJdKof, 06paTHBIM XOJOAMJILHHKOM H KaneJbHOH' Bo-
POHKO#H, moMeutaroT pactBop 6,5 ¢ (0,17 moss) a/moMoOruapuaa
auths B 150 sma cyxoro sdHpa U NpHu mepeMellHBaHuu H06aBJs-
0T mo Kamasim 16,2 2 (0,08 mousst) amupa 2-MeTus-3-HHAOJUI-
NPONHOHOBOH KuCJOTH (mpHM. 1) B 50 s/ abCoJIOTHOTO TeTpa-
ruapodypana. CMecb KungaTaT 18 4. oxJaxXAalT U OO Kamaam
npubasisiior 25 ma 5%-noro pactBopa eakoro Hatpa. Ocanox
OoT(OUJILTPOBLIBAIOT, NPOMBIBAIOT Ha UIbTpe 3dpupoM 2 pasa
nopuusMu no 70 ma U OTTOHSIOT pacTBopuTesdb. OcraTok pace-
BopstioT B 200 ma sdupa u TpmKae o6pabaTniBaioT 10%-HbiM
pacTBOpPOM COJISHOR KHCJOTHl mopuusiMH no 80 ma. Boauwi
cJioft noamenauuBaior 10%-HBIM pacTBOpOM €I1KOro HaTpa, IKCt-
parupyoT 3pupoM u 3(PHPHBIH. IKCTPAKT BBHICYIIHBAIOT €IKHM
HatpoM. [locse oTroHku pacTBOpHTesst 06pasyloTcsi KpUCTaJLIbLL

'KpeMOBOro 1BeTa, KOTOpble TepeKpHCTa/IH30BuIBaloT U3 80 M.

abcoJioTHOoro 3dupa. ‘
Bruixon 9,9—10,3 e, uin 65,5—68,5% TeopeTHueCKOro KOJH-
gecTBa; T. Wl 163—164° (mpum. 2).
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3- (3-Amuno-2-metuanponui) uagon, CoHgNg, - Mou. Bec
188,2—xpucrainb KpeMOBOTO'lBeTa, PAaCTBOPHMHE B 3THJIOBOM
ClUpTe, alleToHe, XJopodopMe, HepacTBOpHMBIE B BOJE.

Npumeuanus

1. AMuzn 2-MeTna-3-HHIOJUITPONHOHOBOH KHCJOTH HOJYYEH
no Meroayl.- .- _

2. Tunpoxsopusa 3-(3-aMHHO-2-MeTHJATIPOTIUI ) HHAONE Tja-~
Burcsi npu 141—143° (c pasa.)2

Jpyrue cnocodp! noJy4eHust

3- (3-AMHHO-2-MeTH/IIPOTIHI) HHAOJ TOJyYeH TOJIBKO Ofifi-
CaHHBIM BHIIIE * cIocoGOM?2, y -

1. Herbert E. Jahnson, Donatd G. Grosly, J. Org. Chem., 23, 2030
(1963).

© 9. A. K. Qdypeapan, A.C.Mesux-Ozandxansn, C. A. Hococan, 3. M. Ap3a-

nyny, H. C. Capkucan, 3. B. Kasapan, ApMm. xum. x., 36, 317 (1983).
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5-ALLETAMH10-2,2-THMETHJITETPATUIPOTIHPAH-4-O
o \
f

e N '
CHa. | ‘i“N NHCeHs |74 GH,COOH +(CH,C 010

cH,/ YN0
o
i
CH;COONa N\_NHCCH
> o [T
cH,” N7
Hpensmomunn: A. C. Hopasau, E. T. ITapo-

HUKSH
Tposepnam: I'. B. Mupsosu, A. TI. MkpTusd

~

Moayuenue

B kpyracncunyo Kouaby emkoctbio 500 #ma, CHaGKEeHHYIO
MellaJKkofl, o6paTHBM XOJOXHJbHAKOM H TepMOMETDOM, NOMe-
waiot 46,4 ¢ (0,2 moust) 5-MOHO(EHUNTHAPA3OH-2,2- IUMETUJITET-
paruaponupai-4,5-1uona (cM. crp 58), 20,5 2 (0,25 Mouns) nJaaBs-
JIleHHOrO anetara Hatpus, 61,2 ¢ (0,6 MoJIs1) YKCYCHOTO aHTHAPH-
na u 200 ma JeAsHOR YKcycHOH KHcJoTh. CMecb HarpesaioT IO
40° w TpHM 5HEPrUYHOM MepeMelINBaHHHM HeOOJLUIMMH MOPUHAMU
npubasisior 40,0 ¢ (0,61 r-aToM) UHHKOBOH ' IbIJIH (mpum. 1).,
3aTeM peakUHOHHYIO CMecChb NPH KHIISTYEHHH MepeMelInBaloT 1,5—-
2 4., 0OTGHALTPOBHBAIOT IIJIAM, OPOMLIBAIOT €ro ropsved Jend-
HOfl YKCYyCHO/l KHCJOTOH H (QHUALTPAT yNapHBAlOT NPH MOHHXKEN-

- oM nasnaeunu. K ocrarky npubasasior 200 M2 BOAH, BHNABIIHH

aneTAaHWIHA OTGHIbTPOBHIBAIOT, @ BOJHBIA pacTBOp YyHapHBAIOT
B BakyyMe. K ocraTky mpu6asasioT 200 ms xjopodopma, oT-
GUILTPOBHIBAIOT alekaT UMHKA, OTTOHSIOT Xaopodpopm. Ilponyr

’ 11



NeperoHs 0T, cobupas dpakunuio, kunsmywo apu 113-—114°/1 mum. -

Beixox 26,4—27,1 r, uan 71,3—73,3% TeopeTHueckoro KoJil-
uecTBa.,

5-AneraMuno-2,2- AMMETHITE TP ATH AP ONIUP AH- A -0H, CQH15N03,
MoJ. Bec 185,22—G6ecuBersas rycTasi XKHUAKOCTD (I‘IpHM 2), pacr-
BOpuMasl B auleToHe, 3THJIOBOM CIOHpTE, XJopodopMe, Boxe,
TpyAHOpacTBOpuMasi B 3(upe.

Npumeyanns
1. Mcnonb3oBaHa TeXHHUecKAs] NMHKOBAS MbLJIb.

2. 5-Anétamuio-2,2- 1MMeTHITETParuAPONUPAH-4-0H TpH
CTOSIHHH Ha XOJIOAY KpHCTAaJNJIH3yeTcsl, T. mia. 43—44°. -

Jdpyrue cnoco6ul noayueHus

5-AneraMuao-2,2- 1MMeTHATeTparuIponupan-4-oH MoOJyIEH
TOJIbKO OIHCAaHHBIM BHILle crnocoboMml.

1. A C. Hopasim E. T. flapouumu-l C. A Bapraunan, XIC. Ne 11, 1464,
(1983).
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2-ALETHN-5-OKCH-1,4-BEH301HOKCAH H 2- AllETHJl-
8-OKCH- 14-BEH3011HOKCAH

OH 0
i!
1 ” Br_CH—é—CHs —_—
\/\OH Br—CH,
OH
o) OH 0O
o | i l
“/\I/ \rc CH3 NSO CocH,
TN NS |
' ' 2N
OH '

Mpenaoxuau: 3. A. Mapgapsu, A. C. Asa-
kay, C. O. Baprausu.

ITposepunu: A. T'. Camonyposa, A. b. Cap-
KHCAd,

NNoayuenne

B kpyriojoHHylo Koaby emkocTthio 500 ms, cHabkeHuyio
MelllaJKofl, ofpaTHBIM XOJOAWJIBEHKOM, KamesJbHOH BOPOHKOH H
TPYOKOH Afisl NMOAAuM rasa, MOMewaioT 25,2 2 (0,2 moss1) mupo-
rajjona B 200 ma Cyxoro amneToHa ¥ OpH NOCTOSIHHOM TOKE
asora (mpuM. 1) H mepeMelInBaHUH JABYMS MOPUHSMH NpUGaBIs-
101 82,9 2 (0,6 MoJs1) pacTepTOro B IOPOIIOK CYXOro yrJeKHCJO-
ro kajausi, PeakuHoHHYI0 cMeChb HarpeBalOT A0 KHIEHHUS, 3aTeM
BBIKJIIOYAIOT HarpeB M NMPHJHBAIOT U3 KaneJbHoN BopoHKH 46,0 2
(0,2 mons) 3,4-nubpom-2-6ytanora (mpuMm. 2) B 800 ma abeo-
JITHOrO alleToOHAa. PeakunuOHHYIO cMeCh KI/IHHTHTS—IO‘I oxJax-
IaloT, 0CafioK OTCAacHBAalOT H TNPOMBIBAIOT Ha QJMpre 30 ma
cyxoro aneroHna. daJsee o6paboTKy ocanxa )%} CpPlJIpraTa BeayT
pasaenbHo. ‘
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2-Ayerun-8-okcu-1,4-6enzoduorcan. V1 duabrpara nocyxa
OTTOHSAIOT aneToH, npubasasioT 100 m.4 BOAH H NPOMBBAIOT 3¢H-
pom (npum. 3). Boauwii ciol noAkucasior pas6éasienHonn (1:3)
COJSTHOH KHCJOTOH [0 KHCJOH peaKllMd Ha KOHIO H-3KCTparu-
pyioT- adupom TpuxkAH no 80 ma. DPupHbli IKCTPAKT Ccywiart
CepHOKHCJABIM HAaTpHEM, OTrOHSIIOT PacTBOPUTENb, OCTATOK pacT-
Bops0T B 50 M4 a6COMIOTHOTO 3¢Hpa H NPHOABIAKT M0 KanasMm
K 200 ma nerpoaeiiHoro »dupa. BrimaBlive KpHCTaJNAH OT-
$uILTPOBHBAIOT H NepeKpHcTadu3oBbiBaloT u3 100 ma cmecH
a¢pup-rekcad (1:3); r. ma. 133—134°.

Buxox 16,0—17,0 2 (41,2—43,8%). :

2-Ayerua-5-okcu-1,4-6ensoduorcan. Ocafok pacTBOPSOT B
100 ma BQAb, NOJAKUCIAIOT pa3GaBleHHOH COJISTHOH KHCJIOTON
(1:3) mo Kuciofi peaKuHu Ha -KOHro M 3KCTparupynoT sdmpom
tpukiasl 10 80 ma. DDupHBIE SKCTPAKT CYWIAT 'CEPHOKHCIBLIM
HaTpueM, pacTBOPHTEJb OTTOHSIIOT, OCTATOK pacTBOpPsiOT B 50 mn
a6cosotTHoro s¢gupa u mpubaBasior k 200 ma merponeiinoro
sbupa. BunaBmne KpUCTaMIB OTQH/IBTPOBHBAKIOT i mepexpuc-
Taaau3oBHBawT u3 100 ma cMecu sdup-rekcad (1:3); 1. na.
115—116°. o .

Burxog 16,0—16,2 r, wiu 41,2—41,7% Teoperuueckoro Ko-
JuyecTBa. - ' ‘

2-Anertna-5-okcu-1,4-6eH30quokcas U 2-aneTud-8-okcu-1,4-
6ensonunokcat, CioH;004,-Moa. Bec 194,19—cBerao-xKe/roie Kpuc:
TaJ/uiecKue BEleCTBa, XOPOWIO PacTBOpUMEBIE B 3dupe, crupTe,
aneToHe, HepacTBOPHMbie B BoJe- '

NpumeuvaHus
¢

1. Peakuuio NpoBOAST B TOKE a30Td, B NPOTHBHOM ‘cryuae
BHIXOJ 3HAYUTEJbHO majgaeT, H60O H3-3a HAJUUHUST CBOGOIHON T'Hi-
POKCHJLHOH TPYNiBEl BOSMOXHO OKHCJIEHHE H OCMOJeHde MpOAYK-
Ta. : . k

2. 3,4-[Hubpom-2-6yTaHOH noJdydeH Mo npomxcul. )

3. Ddupom ynaaswoT HenpopearupoBaswuil 3,4-HHGpoM-2-

6yTaHOH.

JApyrue cnocoGn NOJy4YeHUsi

2-Anerui-5-okcu-1,4-6eH30HOKCAH W 2-aueTud-8-okcu-1,4-
6eH30HOKCAH MOJYYEHH TOJHLKO ONMCAHHBIM Bbllle crnocoBom?..

VA, A. Herpos, XOX, 11, 713 (1941).
2 A. C. Asakan, IC. O. Bapransaun, 3. A. Mapkapan. Apm. XuM. X.,
37, 265 (1984).
14

3-AILETOKCH-3-AILETOH HJ1-1-METHJIOKCHH10J1

OH
UV et T emechs
\/‘\;q/\OCHs“C‘CH;s\/\N/\O 0
f HN(C,Hs)s éH
3
o
!
0—~C—CH,
(CH,CONO 7 | CH,—G—CH,
2
C5H5N \\./\N/\O g

i |

CHj,

IMpensoxuau: T'. JI. [Tanasu, K. A. Tesopkss

Iposepuaun: C. I'. Yummaputsu, A, C. Me-
auk-OraunXaysan

MoayueHnune

I-Merua-3-oxcu-3-ayeToruA0KkcUndoa. B IByropaywo kpyi-
JOLOHHYI0 K0JGY eMKOCTbio 250 M4, cHaGKeHHYIO MeMAdKod i
BO3JAYILIHBIM XOJOMMJBLHHKOM C XJODKaJblIMEBOH TPYGKOH, mome-
tiator 16,6 2 (0,1 mons) 1-merniusarusa (mpum. 1), 50 ma
aneroHa (upuMm. 2), 5 ma austunamuna. Comepxumoe KOAGH
repeMellnBalOT 6—7 u. IpU KOMHATHOH Temmeparype. B TeueHne
3TOTO BpeMeHM cMeCb NPHHMMAET TEMHO-3eJ€HYI0 OKpacKy #
HauuHaeTcsl ocaxjeHue KpHCTaJIOB. PeakuuoHHyio wmaccy oc-
TaBJSIIOT HA HOUYL, BHMNaBIIWe KPUCTAJAH  OTQHIBTPOBHIBAIOT,
npoMeBalor 3pupom (5 paz mno . 20ma) u MEPEKPHCTAJIH-
30BHBalOT M3 120 M4 sTHaOBOTO cnupra. Bwmxox 14,3—15,5 e,

15



win 65,7—70,8% TeopeTHueckoro KojiudecTsa; T. nJ. 144—145°.

3-Ayeroxcu-3-ayeronun-1-merurokcundos. B miIOCKOLOHHYIO
K0JI6y eMKocTbio 50 ma nmoMemaror 2,19 2 (0,01 Mons) 1-meru-
3-OKCH-alleTOHUJIOKCUHAOMA, 10 M4 nuUpUAUHA U 5 MA yKCycHOro
auruapuaa (nopuM. 3). PeaKUHOHHYI0 cMecb OCTaBJSIOT OpH
KOMHaTHOH TeMmepaType Ha 24 4., 3aTeM CJAHBalOT Ha cMech
50 ma Bomet M 502 Jbfa M MOAKHC/ASIOT . pasGasiennofn (1:1)
cepHoit kuciotoi Ao pH 4. OGpasoBaBumidecs KpHCTadJIH OT-
PUABTPOBHBAIOT, NMPOMBIBAIOT BOMOH A0 HeHTPaJNbHOH peaklHH,
"CYIHaT ¥ MePeKPHCTa/IN30BbiBalOT M3 10 M4 3THAOBOro cnupra.

Boixox 1,75—1,81 r, miu 67,0—69,0% TeopeTHIecKOro Ko-
jgudectsa; T. ma1. 109—110° (mpum. 4).

3-Anerokcu-3-aneroHus-1-metunokcudgosa, CisH;sNO,, wmod.
Bec 261,28—6espie KpHCTaJLIb, XOPOIIO PacTBOPHMEBIE B 3dHupe,
_9TWJIOBOM CHHpTe, aleTOHe, XAopodopMe, TeTparuapodypane,
HepacTBOpHMBIE B BOJe.

Npumeuanus

1. 1-MeTmwiusaTiH noJydeH 0O MeTOAMKe!,

2. Heo6xonaumMo HCHO/Ib30BATE CyXOH aleTOH MapKH X. 4., B
MPOTHBHOM cJlydae BHIXOJ HpPOIAYKTa CHHXKaeTcs.

3. Tlupuaun U yKCycHbIHl aHTHAPHA [OJIKHE OBITb CBeXe-
MeperHaHHBIMH. :

4. Ilpu 6o/bINMX KOJIMYECTBAX HCXOMAHOTO BelecTBa IieJe-
BOH NpOAYKT 0Opasyercs c Gojiee HH3KHM BhIXogoM (50—55%)-

Hdpyrue cnocoGbl noayueHust
1-MeTtui-3-0KCcH-3-aeTOHUIOKCHHAON M 3-aleToKCH-3-alle-
TOHHUJI- 1 -METHJIOKCHHAOJ MOJIy4eHbl TOJNBKO ONHCAHHBIM  BHIE
crnocoboM,

1. «CHHTe3b reTepOUMKHYECKHX cOenuHeHHf», BomA. 14, Epesan, Hax.
AH ApmCCP, 1982, crp. 49,
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3-ALETO-4-METHJI-5-CIIHPOLU UKJIOTEKCHJI-2,5- I UT U ]1-
: ' ‘PO®YPAHOH-2

: CH, COCHl,
CH;—C=0 H,C—COCH, z

. N Y

| l CgH ONa

—OH 4 C=0 i 1

[ C,H;OH N0 N
OC,H;

Ipennoxunn: A. A. Aserucsn, P, I'. Hasa-
psin, . B. Bausn
- Iposepusu: JI. 1. TMupaxanos, B. M. Ha-
3apsu

Noanyuenmue

B Tpexropsyio KpYMIOAOHHVIO KO0y eMKOocTbio 250 M.,
CHa0XKeHHYI0O MellaJKoH H OOGPATHBIM XOJIOAUJIbHHKOM, 3alH-
IeHHHM XJAOPKaJblHeBo#l Tpy6Kol, moMeutaior 50 x4 abcomor-
HOro cnuMpTa H npH6aBAsiOT HeGOJBIIUMH Kycoukamu 1 e (0,044
r-at) MeTaJuIHdecKoro Hatpus. Ilocse pacTBOpeHHs moc/enHero,
npu nepeMelliMBaHuK npubasasior 21,3 2 (0,12 mossa) 1-amerns-
TUK/Iorekcanosa (npuM.) u 26,0 ¢ (02, mMouss1) ameroykcycHOro
adupa. Cmech HarpeBaioT Ha BOASIHOW GaHe M KUNOSATAT NpH He-
peMelIMBaHUU B TeudeHHe 8—9 u. PeaKuHOHHYIO cMeCh OXJIaK-
AaloT H PaAcTBOPHTEJb OTrOHSIOT. OCTaTOK NOAKMC/SIOT pas-
GassieHHolt (1:1) COJISIHON KHCJIOTOH .M 3KCTparHpyIOT TPH pasa
a¢upom mopuusiMu no 30 ma. DGUPHBIN IKCTPAKT cylllaT Ge3Boj-
HBIM CePDHOKHC/EIM MarHHeM, pacTBOPHTeNb OTIOHSIOT H OCTaTOK
nepekpHucra/iusosuBaioT u3 100 ma nerposefinoro sdupa.

Brxoxg 18,7—19,3 r, wau 60,1—62,3% TeopeTHYeCKOro Ko-
JudectBa; T. ma. 99—101°,

3-Anero-4-MeTHJI-5- CIUPOUHKIIOreKCHII-2,5- IUruapod ypaHoH-2,
Ci2H60s, Mou. Bec 208,26—6esoe KpHCTaJJIHISCKOe — BelleCT-

17



8G, XOpOUIO PacTBOPHUMOE B alleToHe, s(Hpe, METHJIOBOM CIHDTE,.
6ed3oiie M HepaCTBOPHMOe B BOJE

-

Apumeuanne

- 1-AueTijinUK/IOreKCaHoJ  MoJydeln Mo metoanke!,

Jipyrve cnoco6el. HOAYUEHHSA

3-Auero-4- MeTHI-5- -CIHPONHKAOreKCHI-2,5-turuapodypa-
HOH-2 MOXeT ObiTb HOJYy4YeH u3 alleTOyKcycHoro abupa u 1 TH-
HHJILHKJIOreKcaHo a2,

. H. Hasapos, H. I'. Hazu6una, Nas. AH CCCP, Ne 2, 304 (1941)..
. N. Lacey. J. Chem, Soc., 3153, (1960).

TUAPOBPOMHU 2-(2,2-AUMETHJI-4-TETPATUAPOTHO-
NHAPAHHUAN-4-dEH HJIT HA30JIA -

/N L I\'HZOH/
& >—CHO — > CHi= NOH——>S > _cen—

HyC CH;, H;,C CH; - _ 3u CH;
S
/ /  CeHs—CO~—CH, Br
NH, ‘ \_ =
HBr
HC CH, H,C (,H3

pennoxum: P. Al Kypo'ﬂﬁ, C. A. Bapra-
R HAH. ’
Iposeprsi: A. U. Mapkocsan, I'. M. Cuxusn

Moayuenne

Oxcum 2,2-0umerur-4-gpopmuarerpacudporuonupana. B de-
THIPEXIOPJIYI0 KPYTJIONOHHYIO KoJby emkocrbo 250 ma, ¢Hab-
JKEHHYIO MeINa/IKOH, GOpaTHBIM XOJIOJH/ILHHKOM, TEPMOMETPOM H
KaneJbHOH BOPOHKOH, NOMeUIal0T CMechb 27,02 (0,186 mous1)
2,2-numertni-4-popMUITETPATHAPOTHONIHPAHA (npnM 1) uld9e
(0,2 mos1s1) cosisiHOKHCJIOrO ruapokcusnamusa. Ilpu nepememmuBa-
HUM U OXJIaXJAeHUH JIbAOM C COJIbI0 RpubaBjASIOT HO KamisgM
pacreop 9,62 (0,24 Mouss1) enkoro HaTpa B 36 MA BOIBI IPH TEM-
neparype 0—5°. IlepeMeminBaioT npu KOMHATHOH TeMnepaTtype B
Teyenne 5—6 4., ABaXKAB IKCTPArupyoOT 6eH30JI0M HOPLHUAMH IO
50 M ¥ GeH30JbHBIH IKCTPAKT CYUIAT CEPHOKHUCJHIM MAaTHHEM.
INocsie otroHku GeH3os1a OCTATOK MEPErOHSIOT B BaKyyme cobu-
pas Q)paxumo, gunsmyo npu 120—123°/4mm, n%? 1,5270. Brixox
23,4—239 2 (72,7—74,3%).
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Hurpua 2,2-Oumeruarerpazudporuonupan-4-kap6orosoir
KucioTol. B ueTHIDEXTOPJYIO KDYTJIOAOHHYIO KOJIGY eMKOCThbio
500 M4, CHaGXKEeHHYIO MeIUaJKOM, -00paTHBIM XOJIOAWJIbHUKOM ¢
XJIOpKaJIbLHeBOR TpyOKOH, TepMOMETPOM M KamelbHOH BOPOH-
Kofi, moMelmaioT pactsop 24,0 2 (0,14 mMons) okcHMa 2,2-TuMe-
THI-4-bopMuITeTparuAporHonupana B 130 x4 yKcycHOro aHrui-
puna. Ilpu mepeMeluuBaHHH PEaKUHOHHYIO CMeCb HarpeBaioT Ao
125° B TeueHHe 4-D 4, 3aTeM 0XJaXKJAa1OT JbAOM C COJIbIO U IIPH-
6aBJSIOT MO KalIIM HAaCHUIEHHHH pacTBOp YIVIEKHCJ/IOrOw KaJHst
10 pH 9. JIBaxAabl KCTparupyioT 3pupoM mopuusiMu mo 60 iz,
5¢HPHBIH SKCTPAaKT NPOMBIBAIOT BOAOH H CyINaT CePHOKHC/IBIM
marnueM. Ilocie orroHkm 3¢gHpa OCTaTOK NEPEroOHSIOT B BaKy-
yMe, cobupas (pakuuio, Kunsulyio npu 98—100°/4 mam. Boixox
23,3—24,0 2 (96,1—99,0%), 2 1,5020.

Tuoamud 2,2-Oumerusrerpazudporuonupan-4-xapborosoi
Kuca0Tol. B ueTbipexropiyio Kosby eMkocTbio 250 ma, cHabxKeH-
HYI0 MeIIaJKol, 06paTHHM XOJOAMALHUKOM C XJIOPKAJIbIUHEBOH
Tpy6KOii, TepMOMETPOM H TPYOKOH [Jisl MOAAYH rasa. noMeuaior
cMech 33,0 2 (0,24 mouist) HUTpHiA 2,2-AHMETHJITETPArHApPOTHO~
nupan-4-kap6onoBoii kucjaoThl, 120 ma nupuiuna u 40 TpH-
sTHsaMHHa (mpHM. - 2). PeaKuuOHHYI0O CMecb HarpesaioT A
70—75° ¥ nmpu HmepeMellMBaHWYW NPONYCKAIOT BHICYUIEHHBH Hal
X/JIOPHCTHIM KaJbilHeM TOK cepoBoxopoaa B Tedenie 6—7 4. Ox-
gaxgaoT go 0° u npw 3Toll TemmepaType IpONycKaioT TOK cepo-
Bojopoja eile 30 MHH H OCTAaBJSIOT NPH KOMHATHOH TeMmepa-
Type B TeueHne 46—48 u. PacTBOpHTeNH OTIOHSIOT B BaKyyMe
BOJOCTPYHHOr0 Hacoca H OCTaBIIMACS KPHCTaaJHYeCKHH THOA-
MHJ TepeKpHcTasiu3oBeBalor u3 100 ma GeHsona. Boixon
20,0—20,42 (44,9—458%), 1. mr 106—107"

- Tudpobpomud 2-(2,2-0umerur-4-reTpazudpoTUOnUPanuL)-
4-peruntuasora. B MI0CKOJOHHYIO KOHHYECKYIO KOJIOY €MKOCTbiO:
100 m2 momemiaor pactsop 7,6 2 (0,04 mosist) THOammAa 2,2~
AHMeTH/ITeTparuApoTHONUpaH-4-kapGoHoBoil KucaOTH B 30 st
a6cosiotTHoro anetoHa u npmbasasiior 8,0 e (0,04 mous) -
6poManeTodeHona B 30 Ma abGCOMIOTHOTO aueToHa (IpuM. 3).
Uepes 5 u. BuMaBIIHe KPHCTaLIBl THAPOGPOMHAA THA301A GUIBT-
pyor, 2—3 pasza NpoMbIBAIOT abCOMIOTHBIM 3(PHPOM NOPUHUAMH.
no 50 m4 W cymlat B BaKyyM-3KCHKaTOpe HaJ XJODHCTHIM KaJb-
nuem. Boixon 12,4—12,82, unun 83,8—86,56% TeopeTHuecKkoro:
KoJIHYecTBa; T. ma. 221—223°.

Tuapobpomuy 2- (2,2-AuMeTH/I-4-TeTParkupOTHONHPAHUI) -4~
“enuntuasosa, CigHaoBrNS,, Mo, Bec 370,37—6eJible KpHCTaJ-
JIbl, PAcTBOPHMble B BOJe, COHpTe, aneToHe, HepacTBOpHMble B
sthupe, OeHsoue. - N

pay)

Npumeuanus

1. 2,2-IumMetns-4-GopMUJITETPATUAPOTHONIUPAH TOJY4Yer:
rUAPONHU3OM H JeKapBoKcHAUpoBaHueM 2-Kap63ToKcH-5,5-1uMe~
Tuj-1-okca-6-tHactupo (2,5) okranal. o

2. TlupuanH U TPUITHJIAMHH AOJIKHBl ObITb BHICYIUEHB! €1~
KHM KaJi H TeperHaHsl. \

3. Ilpu 3TOM mpoTeKaeT OypHas peaKuHus H yxe gepes 3—>
MUH. HauYHHaeT BBHINANATb THAPOOPOMHUL.

Hpyrue cnocoObl noay4eHus

TuapobpoMun 2-(2,2-AuMeTHI-4-TeTpAarHAPOTHONHpaHUA) -4--
deNUITHA30/1a TIOJy4yeH TOJBKO ONHCAHHBIM Bhbile CHOCO60M?.

1. P. A. Kyposan, H. C. Apyrionan, C. A. Munacan, C. A. Bapranan, Apy.
xuM. k., 30, 516 (1977).

9. P. A. Kypoan, A. H. Maprocan, C. A. Baprauan, [. 3. Illapres, Apm.
XuM. K., 34, 603 (1583). /



TH PGXJIOPHII 7,8-NTUMETOKCH-2-METHJI-4-OKCH-1,2,
~3.4-l'11'ETPAl'MIlPOCHM PO-(5H)-5-UHKJIONEHTAH-2-BEH-
. 3A3ENHUHA , A

i ¢ R ‘ ]
CH,,O\/\>< CH,0HCICHO —OH
oS ‘

CHCH,NH, ——> <\‘,H
~ dH CH;O/\/\(‘

CHO >—<<—0H

HCOOH.CH,0
— !

: ™ . N—CH,
cH0” NN
‘HCI

R maany oo

CH,0”

Mpenaoxuan: D. A. Mapkapsn, A. I IThps-
3KaHOB,
[Iposepnim: A. A. Areksu, B. M. Hgsap;m

Modyuyenne

7.8-Numerokcu-4-oxcu-1,2,3,4-rerpazudpocnupo-(5H)-o-yur-
JonenTan-2-6ensazenus. B Tpexropaywo kojaby emkoctbio 250 m,
CHA6KEHHYIO MeHIaJKo#, 00paTHbIM XOJIOAH/IBHHKOM H KameJb-
HO BOpOHEO#H, momeitaior 24,0 ¢ (0,088 MOJis) l-/l-(3,4—}1HM?-
TOKCH(EHH) - | -IIuKAOneH Ta/-2-amuHo3Tanona (npuM. 1) #mpu-
GaBasior 16 2 20%-noro ¢gopmannHa. Cmechb HarpeBalT Ha
Kunsiell BoAsiHOi GaHe 2 4. # MO OXJaXJAEHMH 3KCTPArHpyioT
200 ma >¢bupa. DOHPHBIA SKCTPAKT npomuaaxo'ro BOAOH H 3¢up
oTroHsoT. OCTaTOK pactBopsioT B 24 ma 20%-HOK cCOJAHOH
KHCJOTH M DPACTBOP BHINAPHBAIOT J0CYyXa Ha BOASHOH Gane.

29

“QOcTiaBIIYIOCS Maccy pactBopsiioT B 20 ma BoAb, 106aBAsiioT-

40%-Hpli PACTBOP €JKOTO KaJH 0 IIEJOYHOH PEakKUMH H 3KCT--
parupyioT Gensosiom (3 pasa no 100 m.). BensosbHbI aKCTpakT

.cyliaTr CEpHOKHCJIBIM HaTpHeM, PaCTBOPHTENb OTIOHAIOT H Be--

IeCTBO TIEPEroHSIOT B BakyyMe, coOHpasi (QPakuUHIO, KHOSILYIO-
npu 157—160°/1 mm. Buixog 11,5—13,2 2 (46,0—52,7%) (npuum..
9). » ‘ .

) Tudpoxaopud 7,8-0umeroxcu-2-merunr-4-oxcu-1,2,3,4-rerpa-
eudpocnupo-(5H)-5-yuxronentan-2-6ensasenuna. B KpyriogoH-.
HYIO KOJOY eMKOCTbIO 50 M., CHAOXKEHHYI0 0GpPaTHBIM XOJOLH/b~
HukoM, nomemanot 11,2 2 (0,04 mosp) 7,8-aumerokcu-4-okcH-1,,
2,3,4-teTparuapocnupo- (5H) -5-nukaonenran-2-6ensazenuna,

17,6 ¢ 85%-Hoil mypaBbuHOH KucjoTe H 9,6 2 20%-Horo dop--
MaanHa. CMech HarpeBalOT Ha MAC/SHOH GaHe NPH TeMmepary--
pe 135—140° 5—6 u. ITo oxsaxieHnn 106aBAsOT 24 MJ KOH-

- UEeHTPUPOBAHHOA COJIIHOM KHCJOTH H DPACTBOPHTEJb OTTFOHSIOT-

B Bakyyme. OGpasoBaBinecs KPHCTAMIbl NePEKPHCTAJIH30BbIBA-
10T 13 150 m2 cmecu cnupt-3¢pup (1:10). Brixon 8,4—9,2 2, usu.
63,6—70,0% TeoperHueckoro koauyecTBa, T. mi. 188—190°.
I'uapoxaopun 7,8-1nMeTOKCH-2-MeTHI-4-0KkCH-1,2,3,4-TeTpa-
rujpocnupo- (5H)-5-unkaonenran-2-6ensasennna, Ci7HasNO3 ~
HCI, mos1. Bec -459,00—G6esble KPHCTaMIBL, PACTBOPHMEIE B CIIHP-
Te, BOJE H HepacTBOpHMbie B 3¢Hpe, OeHsone (mpum. 3).

ﬂpume:q‘auun

1. 1-/1-(3,4-AumeToKcupeHn) - 1 -uUKIONEHTAH/-2-aMHHOITA~
HOJl moJydeH MO MeToay!l.

2. CvmewenneM GEH30JLHOTO PACTBOPA OCHOBAHMS ¢ apup-
HBIM DAacTBOPOM XJIOPHCTOrO BOJOPOAA NOMYYAIOT THAPOXJIOPHIA,
7,8-nnMeToKcu-4-0KkcH-1,2,3,4-reTparuapocnupo- (5H) -5-1mukio-
nentau-2-GeHsasenuna; 1. ma. 190—193°,

3. 7.8-NumeTtokcn-2-MeTua-4-okcu-1,2,3,4-reTparupocnnpo-
(5H)-5-Lu4K.noneHTaH-2-6eH3asennH—Macnoddpasuoe BELLECTBO;:
T.Kun. 168—170°/1 wmwm.

Ipyrue cnoco6u noayyenus;

Tuapoxaopua 7,8-AnMeToKCH-2-MeTHA-4-0KcH-1,2,3,4-TeTpa-
ruapocnupo- (5H) -5-uukionenran-2-6eHsasennuHa noayueH Takke-
MeTuInpoBanneM 7,8-AHMETOKCH-4-0KCH-1,2,3,4-TeTparuapocii-
Po- (5H)-5-nuknonenTan-2-6eH3a3enuia HOLHCTBIM MeTHJOM!.

L. A. A. Azexan, JI. UI. Mupdwance, 3. A. Mapkapan, Apx, xum. x., 33,
74 (1980). ‘ ‘
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THIPOXJOPUJ 6,7-LUMETOKCH-2-(3-OKCO-1-BYTHJI)-
< 1,2,3,4-TETPATHJIPOU30XUHOJUHA

CH0 AN
| I dd +cH=CcH—C=0—>
N l
cnao/\/\/ CH,
CH,0 ’
\/’\/\‘
(C,Hy),NH « HCI l\ ll\/NCHZCH,,C'::O
S / -
cr0” Y HCl  CH,

Mpepnoxumu: I'. K. Aitpanersn, 3. A. Map:
Kapsiu

IMposepuau: P, D. Mapkapsin. K. C. Apyc-
) TaMau

NoayueHHe

B KpyrJoACHHYIO K0JGY, CHaGXKeHHYIO MelaJsKoH # o6paT-
HHM X0J0AMJIbHHKOM, nomewawT 19,3 ¢ (0,1 moas) 6,7-AnMerox-
«c-1,2,3,4-TeTparuApon3oxuHoania (npum- 1), 7,0 r (0,1 mous)
MeTuJBHHUAKeToHa (npuM. 2), 10,0 2 (0,1 Moas) ruapoxyopuia
austuiamuda # 200 ma Gensona. CMeCh KHIATAT NPH NepeMme-
IIHBaHHH 7,5—8 4, JIo OKOHYAHHH OXJaXkJawT [0 KOMHaTHO!
Temnepatypsl H o6pabateiBailor 10%-HbBIM pPacTBOPOM eAKOro
#atpa Ao pH 9—I10. Ben3onpHHi c/10H OTAEISIOT, BOAHBIH
JBaXK/Jbl 3KCTPAarHpyoT GenzosoM mopuuaMu no 50 ma © pacr-
BopHTeab otroHsoT. Ocrarok pacrsopsaioT B 200 m2 abc. 3dupa
# npubaBjeHHeM 3QHPHOTO pacTEOpa XJOPHCTOro BOAOPOAA J0
‘KHCJIOH peaKIHH INOJy4aloT TrHapoxjopua 6,7-auMeTokcH-2- (3-
©OKco-1-6yTHa)-1,2,3,4-TeTparuApOH30XHHONHHA,  KOTOPHIH  OT-
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(GUAPTPOBBIBAIOT H. NEPEKPHCTANIH30BbBIBAIOT H3 100 ma cMech
sraHod-3¢up (2:3) (npum. 3). ,

Buixon 16,6—18,2 2, nian 55,2—60,6% TeopeTHyeckoro Ko-
JuuecTBa; T. ma1. 225-226°. .

I'napoxnaopua  6,7-numerokcu- (3-okco-1-6ytui)-1,2,3,4-ret-
paruaponsoxuHonnna, CisHpeNOsCl, mon. Bec 299,80—06enbie
KPHCTAJIB, XOPOILO PacTBOPHMEIE B BOJE, 3TaHOJE, HEPACTBOPHU-
Mble B 3¢upe, OeH3one (mpuMm. 4). '

NpumeuaHus

I. 6,7-Inverokcu-1,2,3,4-TeTparuIpoOH30XHHOIAHH € T. Il
50—81° nouyualor koHjgencanuel 3,4-AHMeTOKCHOCHHIITHAAMH-
Ha ¢ (GopmMaJHHOM B KHCJOH cpenel.

2. IlpumensieTcss cBelKeneperHaHHBIA HPOJAXKHBIH MeTHJIBH-
HHJKETOH?, : ‘

3. Ilocne nepekpHCTaNNH3aUMH MOJAYYaeTCss XpomartorpagH-
yeckH yHcThll mpoaykt, KRy 0,7/TCX Ha oxkucu amompnusg [1
CTENEHH AKTHBHOCTH, 3J10eHT—OeH30/1-aleToH (4:1)/.

4. 6,7-lumeTtoKcu-2- (okco-1-6y1ua)-1,2,3,4-TeTparuapauso-
XHHOJHH TNpeJCTaBisieT cob6ofl CBeT/10-2KeJAToe Macaoo0pasHoe
BELIeCTBO, KOTOpOEe NpPH NEperoHKe pasJjaraercs.

Jlpyrue crocoGbl HoJyieHHS
Tluppoxnopun 1-(6,7-aumerokcu-1,2,3,4-TeTparuApoH30XHHO~

JHH-2-11) -3-6yTAHOHA NOJIYYeH TOJBKO OMHCAHHBIM BHIIE CIOCO-
6om3.

Weinbach, 1. Hartung, J. Org.. Chem., 15, 676 (1950).

1. H.
2. H. J. Hagemeyr, J. Am. Chem. Soc., 11, 1119 (1949).
3. I'. K. Adipaneran, P. 3. Mapkapan, 3. A. Mapxapan, Xum.-hapu. XK.,

1984, Ne 6. 685



3,7-AUBEH30MUJI-5-HUTPO-1,3 7-TPHA3ABPIHHKJ]O(3 3,1)
HOHAH

frotosdig

I'Ipezwommn P. A. Moscecsn, 1I. E. Aran-
KaHsH

Hposepuan: I'. T. Muuacsn, A. L Apynoibm

MoayueHnune
e ’ ~.

B KOHHYECKYIO, MJIOCKOJOHHYIO KoJI6y eMKocThio 1 4, cHab-
JKEHHYIO MAardHTHOH MeHIAJKON H KaneJbHOH BOPOHKOH, Nome-
mwatwor 18,4 2 (0,1 Moas) 7-surpo-1,3,5-TpHasaajamanrana
(mpum. 1), 53,0 2 (0,5 mous1) yraekucjioro HaTpus, 150 M4 Bo-
Jb B 500 ma sTHnanerata. 3areM NpH KOMHATHOH Temneparype
H nepeMellHBAHHH N0 KaljisaM B TedeHrne 3 4. npubasasaior 35,1-2
(0,25 mousst) xJyopucroro Oensomda (npuMm. 2). Ilo okonuanuu
npubasiedus, cMech nepememneaior ewme 30 MHH. 3THIauerar-
HBI cJI0#l OTReNAIT, NpoMbiBaloT Bojol (150 m4) u ynapupawot
B Bakyyme jgocyxa. OCTaTOK KPHCTaJIH3YIOT BOJOH H MepeKpHc-
rajaan3oBbiBalor u3 100 M4 MeTHAOBOro cnapra.

- Bmixom 34,5—35,5 27 mian 90,8—93,4% Teopernueckoro Ko-
JiHdecTBa; T. mi. 238—240°
3,7—un6ensounn-5-uutpo-1,3,7-rprasaéuunkio/3,3,1 /HonaH,
‘C20H20N4O4. Mou1. Bec 380,13—Gesioe, KpHCTaJIHYECKOE BElleCT-
‘BO, PaCTBOPHMOE B AUETOHE, cnine JHOKCAHE H HepACTBOPHMOE
B BOJE.
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NDpuMeuvanus

1. 7-Hutpo-1,3,5- TPHA33aJaMaHTAH TNOJYYeH MO nponxcul.

2. Ilpn po6aBieHnu KaXJAOH KamjH XJOPHCTOrO 6eH30m1a~
HaGJIofaeTcs, IOMYTHEHHE CMeCH, KOTOpoe OB{CTPO NPOXOJHT
JobaBlieHHe XJOPHCTOrO O6EH30HJA PEryJHpPYIOT TaAKHM oépasow
yro6Bl Kaxjaas nocielylomias Kamis AobaBisjach mocie HC-
Ye3HOBEHHST MYTH.

Jlpyrde cnoco6nl. noayyeHns

3,7-Au6ensonii-b-uurpo-1,3,7-rpuazaéuunkio/3, 3,1/HoHan
6LL1 noJyyed o6paboTkoit 7-HHTPO-1,3,5-Tpuasdasamanrana GeH-
30MHEIM aHrujapuiom npu 90—100° Ges YK43aHHS BBIX0Ja KOHeu-
HOTO OYMHIEHHOro npoAykra?, t. ma. 238—240%

1. Tlarenr ®PT Ne 2831632 (1979); [C. A, 93, 8219 (1980)].
2. Tatent CLIA Ne 3904626 (1975); [C. A., 84, 5019 (1976)].



JUBYTUJIOBbIM 3®UP JUMNHUKOJHUHOBON KHUCJOTHI

B
H9C4OOC—'\N/“

l/\" CH,OH KY—2x8
HOOC—, J—COo0H

Mpeanoxuau: JI. H. fxouros, E. WU. Jles-
Koesa, $I. C. Kapnmau
Mposepuau: 3. A. Mapkapan, P. C. Banasny

NonyueHnune

B KpyrJoAoHRYI0 KO0y eMkoctblo 250 M., CHaGKeHRYO
annaparom Juna-Crapka, nomewator 10,0 (0,059 wmoast) nu-
TUKOJHHOBOH KuceaoTol (npam. 1). 120 wa Oytuaosoro cnupra M
4 2 kartnonnna K¥Y-2x8 uaun KV-2 8 H* popme, CMecr KUNATAT
¢ 23e0TPONHON OTTroRKOH BoAb B Tedenue 10—10,5 u. (mpum. 2).
Kataauzatop OTOHIBTPOBLIBAIOT, MPOMBIBAIOT TPeMsl ROPUHAMH
oytuaosoro cuupra no 20 ma. OObendnennble OyTaHOJBHEE
‘PacTBOPBI OTIOHSIOT, OCTATOK MECPCTOHSAIOT B BaKyyMe, T. KHiL
168—170°/1 MM,

Brixog 14,2—15,0 2, unu 84,9—89,7% TteopeTH4ecKOro Ko-
auyectBa; T. ma1. 61—62° (npum. 2).

JubyTtuaosbiin 5GHp AHUIHMKOJHHOBON KHC/IOTH, CisHo NO,,
MoJa. Bec 279,33-—0esble KpHCTAJJH, XOPOILIO DACTBOPHMBIE B
©OPTaHHYCCKMX pPAaCcCTBOPHTENAX, XYyXKe B BOJE.

Npumeyaunng

1. JIunugoaunroBasi KUCJAOTa MoxeT OBITh HOJMYYEHA IO Me-

Toayl. )
2. Oxonyanye 3TepHPHUKAUHH KOHTpoaHpYoT Metogom TCX

28

na mracrurkax Silufol UV-254 B cucreme 969 sTu/I0BBI CnupT-
25% ammuak—BOLa B COOTHOIIEeRHU 25:4:3, nposiniente—B YO
cpere. Ri munukoannosoit kucaore 0,36, MoHOGyTH/I0BOrO 3¢hH-
pa ANONKOJAMROBOH KHcloTH 0,70, 1ubyTHioBoro adupa LUIHKO-
JIHHOBOH KucjaoTth 0,822,

3. DrepudHranis HHKOTHHOBOH, H3ORHKOTHHOBON, MHKOJIL-
HOBOM H JIPYTHX KHCJOT B CBfI3H ¢ 00Jiee BLICOKOH OCHOBHOCTLIO
‘CONPOBOXKIAETCH CBSI3BIBAHHEM C KATHOHHTOM 3HAUMTEJBHBIX KO-
JIMYECTB HCXO/JHOT0 H KOHEYHOTO NPOJAYKTOB, H BHIXOH peakuHi
BHAYUTEJLHO CHHMKaercs 3.

Hpyrue cnocoGel nosy4eHnn

HAn6yTunosslit 3GUp AUITHKOMUHOBOH KHCJAOTH MOTYYEH TCIb-
KO OIHCAHHBIM BhIe MeToAOMZ. DTOT XKe METOX YCIEUIHO NpH-
MEHEH Y /sl CHHTEe3a APYTHX CACKHHX 3()DHPOB IHIHKOJHMHOBOI
KHCIOTHZ,

Jlpyrue ussecTHBle CHOCOGBI MOJY4YEHHS CJAOKHBX 3DHPOB
3TOIi KMCJOTBI: 4epe3 XJAOparruApua*®, KaaHeBywo HJIH cepebps-
‘Hylo conu®’, myTeM B3aHMOZENCTBUS CO CNHPTOM H CepPHON KHe-
JIOTOH® WIM ¢ IHA30METaHOM NpeNnapaTHBHO MeHee Y/10GHH, Xa-
PAKTepU3YIOTCSH CHOKHOCTBIO BBIIENCHHS KOHEYHHX NPOLYKTOS
11 Gojllee HM3KUMH BHXOJAMH.

1. A. M. Singer, S. M. McEluain, Org. Synth.. Coll. v. 3, 740 (1955).

2. E. H. Jlesxoesa, JI. H. Macraganosa, H. M. Kpacnokyrckas, M. H.
Eescrparosa, SI. C. Kapnman, H. C. Tybuna, H. JI. Hsanosa, JI. H.
HAxonrtos, XI'C Ne 2, 233 (1976).

3. M. C. Kapnman, JI. H. fAxonros, Xum-papm. x., Ne 3, 93 (1980).

4. H. Meyer, Monatsh., 24, 195 (1903).

5. R. Tyrnau, Monatsh., 29, 845 (1908).

€. A. Lupu, M. Opris, Rev. Ckim., 10, 607 (1959).

7. E. Fufita, K. Fuji, K. Ressho, S. Nakamura, Chem. Pharm. DBul. 13,

2393 (1970).
8. E. Swistak, P. C. Mastugli, C. r.. 239, 709 (1954).

29



JLH-(2-KAPBOKCH-5-®YPOYPHJ)AMHH

i i
P
/ o ]-COOCH3
N

H?

9NH,CH,~ “\o/”‘ COOCH,

+ > S————

!

\[ ?]I —COCCH,

CICH,— “\o/l _COOCH,

O~
(\“COOH

Ipepgowumu: C. A, Bapranss, T. P. Axo-
nau, E. I'. ITaponuxsn

Iposepusu: A. O. Tocynsn, M. P. Barapaca-
psH

NHoayuenue

Hu-(2-xapbmeroxcu-5-pyppypur)anun. B 1NOJSYIHTPOBYIO
TPEXTOPJAYI0 KPYTJIOAOHHYIO KOJOY, cHabxeHHYIO Meluajkoil, 00-
paTHbBIM XOJOAMJIBHHKOM H KaleJbHOH BODOHKOH, MOMeIlaloT
pacteop 31,0 2 (0,2 moasi) MeTHJI0BOro 3Hpa 5-aMHHOMETHIDY-
paH-2-kapGoHoBON KHCAOTH (cM. «CHHTE3bl reTepOLHK/IHYeCKHX
coenuHenui», Bun. 2, ctp. 9) B 200 ma aGcomorHoro GeH3osa U
NMpH NMepeMeINHBAHHH H KHISYEHHH NPHKANbBalOT pacTBop 17,41
(0,1 moas) merusaoBoro sdHpa 5-xjopmeTnadypan-2-kapGoHo-

Bofl KucaoTs (cM. «CHHTe3bl reTepOLHK/IHYeCKHX COeNLHHEHHI»,
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pun. 1, cTp. 36) B 100 ma aGcosoTHoro Oensoda. Ilocre oxow-
yaHus TPHUKANBIBAHHUS CMeCh KHISATAT B TeyeHHe 4-X 4., OXJax-
aaloT 1 GUABTPYOT. PacTBopHUTe b OTTOHSIOT, K OCTATKy A06as-
asttoT 50 M4 BOABI H TOAKHCASIOT COJSIHOH KHCAOTOH RO KHCJAON
peaklHy Ha KOHro. 3aTeM BOJAHbI PACTBOP ABAXK/IBI MPOMBIBAIOT
50 sMa >dupa, NoAlleNaYUBAIOT THAPOOKHCHIO HATPHS H 3KCTPArH-
pyior 100 ma Gen3osna. BeH3oabublll pacTBop cymat Ge3BOXHBIM
CepHOKHCABIM MarHHeM, OTFOHSIIOT pPacTBOpHTedb (nmpuM. 1).Bei-
xon 24.2—26,0 2 (82,6—88,8%).

Hu-(2-kapbokcu-5-pyppypus)amur. B KpyriogoHHYIO KO-
6y eMkoctbio 500 ma, cHab:xkeHHYIO OOPAaTHBIM XOJONHJIbHHKOM
H KaneJbHOH BOPOHKOM, nmoMewalot pacrsop 7,2 ¢ (0,128 moas)
THAPOOKHCH Kaaust B 30 M4 CHHPTA H TPH KHISYEHHH MEIIeHHO
npukansiBaoT pactsop 14,6 ¢ (0,05 moss) au-(2-KapOMETOKCH-
5-bypobypua)amuna B 30 ma sTuiaoBoro cnupra. Kunsuyedue npo-
nomkaor 4 4. [locae oxaaxpenuss cmecu npubasasitor 40 m.
poabl, 200 ma coupra w 20 Ma JedAHOH YKCYCHOH KHCJOTHI
(npuM. 2). BoimaBmine kpHcTadasl QHALTPYIOT, NPOMBIBAIOT
50 M4 3THAOBOrO CNHPTA W CYIIAT HAa BO3JAyXe; T. MJ. 245—247°
¢ pasfoKeHHEM.

Buxon 89—10,0 r, nau 67,1—75,7% TeopeTHyeckoro Ko-
JMUeCTBA.

Hu-(2-kap6oken-5-dpypdypua) amun, C;oH; \NOg, moa. Bec
265,22—06enoe kpHCTAJJIHYECKOE BeLIECTBO, pPACTBOPHMOE B
Bojle, MJAOX0 PacTBOPHMOe B CIMpTE H HepacTBOpHMoe B 3(pHupe
1 xJopodopmMe. )

NMpumevuanns

1. OcraTtok—rycToe CBeTJ/IO-kKeJAToe Maciao, pasJaratouieecs
npu neperoHke B Bakyyme. T. ma. okcanara 170—171° (u3
cnupra). [lpoxykr mocratouno uucT jiasi Aa/dbHEHINErc HCIOJb-
30BaHUs.

2. Jlast yCKOPGHHS BHIAfaHUsl KPHCTaMI0B Iu-(2-KapOoKcH-
5-0ypdypur)amuia HeoOXonHMO pacTHpaHHe CTEKJASHHOH na-
JOUKOR.

I pyrue cnoco6bi NOAy4EHHR

Ilu- (2-xap6oxcu-5-pypdypmi)aMHHE  TOJY4eH TOJAbBKO OMNH-
CAHHBIM BBIIE clocobom!.

1. C. A. Baprauan, T. P. Axonsan, E. I'. [laponuxan, Apm. xum. X., 32,
720 (1979).
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5,5-IUMETHUJI-2-(N'-KAPBOMETOKCHAMUHO)-3-KAPBA-
MU 0-4,5-NUTUAPO-7TH-THEHO(2,3-c)TUPAH

H,C . 0
> ~ CONH,
| ——} 2 i
HaC/O “ l*}\'Hg L Ci=C—OCH, —>
NSNS
Hy" o
PN CONH,
—s 1€ 0 f H—M—l—~C—OCH3
\//\S/ i
0

Ipegnoxuan: A. C. Hopassau, A. II. Ora-
HHCHH
Iposepus: A. Il Mxprysu, C. I, Kazapsan

Moayuenne

B kpyrioaounyw Kosaby emkoctoio 100 m.a, cuabxeHnyir
OOpaTHBIM XOJOAHJABHHKOM C XJOpKa/bilHeBoil TpyOkoH, nome-
mawot 8,54 2 (0,04 moast) 2-amuHO-3-Kap6amuio-55-1uMeTHI-
4,5-quruapo-7H-tueno/2,3-c/nupana (npum. 1), 2,782 (0,04 wmo-
Js1) MeTHJOBOrO 3(Hpa XJAOPYroJbHOHE KHCAOTH (mpum. 2), 8 &
yraekucjaoro xaausi, 70 ma abconwotHoro Oensona. Cmech Kumsi-
14T B Teyenue 7—8 u. Ilocse oxnaxeHusl peakUHOHHYIO Maccy
MPOMBIBAIOT BOAOH # OTroHsiioT 6enson. K moJayueHHol Bs3KOi
macce gobaBasioT 10 x4 MeTHAOBOro CIHPTA, IPH 3TOM BeLleCT-

BO NOJIHOCTBLIO KpHcTaaausyercs. KpHcraaanl oTOUABTPOBLIBAIOT -

¥ npoMbiBaioT cnupTtoM. IlepekpucrannusoseiBalor  u3 50 e
3TUJAOBOTO CHUpTA.

Bruixoa 9,4—9,8 2, unu 82,4—85,9% TeopeTHueckoro Koju-
yectBa; T. ma1. 190—192°,
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5,5- A umerun-2-/N-kap6ometokcuamuno/-3-kap6amugo-4,5-
auruapo-7H-tueno/2,3-c/nupan, CiaHNyOsS, moa. Bec 284,27—
Gesble KPHCTAAAB, PACTBOPUMEBIE B MUPHAMHE, AUMETHICYIb(OK-
cHie, TPYLHO B 3THJIOBOM CIHDPTE W HepacTBOPpUMBIE B BOLe, OEH-
s0.4e, spupe. :

MpumMeuanus

1. 2-Amuno-3-kap6amuno-5,5-gnmerna-4,5-nuruapo-7H-tue-
HO/2,3-c/-mupaH ToJy4YeH TO npenucu',

2. Heobxonumo, 4To6B METHJOBBIH 3(HP  XJOPYTOJBHOI
KHCAOTBI OBl CBeXKEMeperHaHNbiM.,

JlpyrHe cnocoGubl noJgyueHns

. 5,5-Zumerun-2-/N- (kap6omeTokcuamuno/3-kapbamuno-4,5-
IuTaApo-7H-tueno/2,3-c/uupan 1mojyyeH TOJbKO BbllIeOMHCaH-

"HHIM  criocoBoml.

1. A. C. Hopasan, A. IlI. Oeanucan, K. E. Bacenyan, C. 4. Baprauan,
Apm. xum. XK., 36, 108 (1983).
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4-(2,2-AUMETHJ-4-TETPATHAPOTHONHPAHHJ)-2-AMH-~

HOTHA30J1
— 1.LKOH /™ SOCl, /— o 1.CH,N
{ Nec- (—> 4 coon—>¢  y-cl -—
\._ 2. HCEN . Cl 2.HCJ
/N /N ~
H,C ' CH, H,C CH, H,C CH,
-\ NH,—CS—NH, /= —s
— c{ >_cf Cl,Cl MMl N/ _NH,
N i N /
a 0O VAN N
H,C  CH, H,C CH,

IMpeanoxkuiu: P.A.Kypoan, C.A Baprausn
[Tposepuau: A. M. Mapxocan, I. M. Cuxusi

Monyuenue

2,2-HumerusrcTpazudporuonupan-4-kapbonosas Kucrora. B
KPYTJ0A0HHYIO KOJA0y eMKocThbio 200 ma momelnator cMmeck 32,0 2
(0,206 mosst) mHuTpHaa 2,2-AMMeTHJATETParHAPOTHONHPAH-4-Kap-
QonoBofll kucatel (cMm. crp. 20), 224 2 (0,4 Moas) nopomKoos-
pasHoro enxoro xajausi, 70 Ma TPUITHAEHrAHKOJMs, 10 ma 3THIC-
Boro cnupra u 15ma Bojgpl. Comep:HUMOe KOJOBI KHAATAT C
o0paTHEM XOJO/AHAbHHKOM B TeueHHe 10—11 u. Tlpubamasmor
80 ma 18Y%-HOH cOMsIHON KMCJ/IOTHI, ABaXkKIbl 3KCTPpArdpytor adis-
poM nopuusMu 1o 80 ma. DPHPHBIA IKCTPAKT NPOMEIBAIOT BOAOI
H cyumaT cepHOXKHCIBIM MarHueM. OTroHs1oT QHp, OCTATOK Ie-
peroHslloT B BakyyMme, cobupas ¢gpaxuHto, Kunsauyto npu 138--
140°/2 mm. Tlponykr nepekpHcrtannusobbiBator H3 100 ma rekca-
Ha. Boixog 29,5—30,02 (82,2—83,6%); 1. mi1. 66—67°.
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Xaopaneudpud 2,2-0umeruirerpazudporuonupan-4-kapbo-
Hoeoll KucaoTol. B tpexropayio koaby emkocthio 200 ma, cnal-
;KeHHYI0 MeXaHHYeCKOH MeIlajkol, 00paTHhIM XOJIOAHJALHHKOM ¢
XJ0pKaJbiHeBoH TpPpyOKOH M TepMOMeTpOM, NOMELIAIOT CcMeCh
11,0 2 (0,063 mouasi) 2,2-n1HMeTHATeTParnApOTHONHPaH-4-Kap6o-
noboll kucigorel u 100 ma 6eHzosa. llpu mepeMemnBanuy npu-
gasagor no Kanaam 9,6 ¢ (0,08 MoJis1) XJOPHCTOIO THOHHJIA,
narpesatoT npu 70—75° B TedeHue 5—6 u. OTroHs0T GeH30a H
130BITOK XJOPHCTOrO THOHHJIA, OCTATOK NEPEroHSIIOT B BaKyyMme,
cobupasi $pakumto, kunauylo npu 96—98°/4 mm, nZ 1,5140.
Buxojg 9,8—10,0 e (80,7—82,4%).

2,2-lumeTus-4-TeTpazudpoTuonupanuixiopmeTuskeron. B
JUTPOBYI0 YeTBIPEXTOPJAYD KOJD0Y, CHaOXeHHYIO MellajkoH, o6-
pATHBIM XOJOJAHJIbHHKOM € XJIOpKAJbIHEeBOH TPYOKOH, TepMOMeT-
pOM H KalleJbHOH BOPOHKOM, HIOMEULAlOT BLICYIIEHHLIH €KHM Ka-,
Jau >(UpHBIE pACTBOP jAHA30MeTaHa, noJayueHHmH 43 41,22 (0.4
vodis) N-HHTpo30oMeTHAMoueBHHBI. ComepxHMOe KoJ0bl OXJax-
JAI0T JAbAOM C COJblo N0 —5° U nOpH nepeMelllMBaHUH npubasas-
joT no KanasM pactop 19,3 2 (0,1 moaa) xaopaHrugpuia 2,2-
JHMeTHITeTparuapoTuonupan-4-kapbodosoil kucaoTel B 100 m.a
abcomoTHOrOo 2Q)Hpa, ¢ TAKOH CKOPOCTLIO, uYTOOLl TeMIepartypa
DPeaKIHOHHCH cMecH nojjiepxHBajsach B HHTepBajte 0—5° Ilpu
KOMIIATHOH TeMllepaType MepeMeIlHBAIOT B TedeHMe ] 4., 3aTeM
oxjaaxpaoT xo —»5°, apubasasior no kamaaMm 100 ma KoHueHt-
NHPOBAHHOH COJITHOA KHCJIOTH H DeakiHOHHYI0 CMeCh KHMOSTHT
npH NepeMellMBAHHH B TedeHHe uyaca, DGUPHLIA CJI0H oTIeNs1-
107, npoMpiBaoT 10%-HBIM PacTBOPOM JIBYYIVIEKHMCJIOTO HaTpHS,
BOJAOH H cylIaT XJoOpHCTHIM KaabnueMm. Orronstor 3¢Hp, ocra-
TOK IIePerousiloT B BakyyMe, cobupas (pakuuto, KHASUYIO 1pH
120—121°/1 mwm. IlpoayKT nepekpHCTaJJIH30BHIBAKOT u3 60 M.
rekcada. Bmxox 19,1—19,6 ¢ (92,7—95,1%); 1. na. 65—66°

4-(2,2-Tumetur-4-reTpazud poTUORUPARUA ) - 2-AMUHOTUA30A.
Cwvecp 12,3 2 (0,06 moast) 2,2-numeTus-4-TeTparHApOTHONHpA-
HUJAXJAOpMeTHIKeToHa, 4,5 ¢ (0,06 Moast) THOMOUeBUHB u 40 ma
a0COJMIOTHOTO 3THJIOBOTO ChlUpTa MOMEWIAalT B KPYFIOJOHHYIO
K010y eMKOCTblo 150 M4 4 KHOATAT ¢ 00pATHBIM XOJOAHILHHKOM
B TeyeHHe 2—3 u. OTTOHSIOT 3TUNOBHIH COUPT, OCTATOK JIBAXKJbE
NPOMBIBAIOT abCOMOTHBIM 3pupoM nopuusaMu no 50 ma (npum.).
K nonyuennoit macce npubaBasiior 30%-ublll BOXHBIE pacTBOp
YIJIEKHCIOro KaJus [0 IIeJOYHOH peakuHd. Brpeanpuuiics
aMHHOTHA30/ (HJIBTPYIOT, NIPOMEIBAIOT BOAOH Il NMEpPEKPHCTAJIHU-
30BpIBatOT H3 60 ma abconwortHoro Gensona. Beixox 11,4—12,0e,
nan 83,2—87,7Y% TeopeTHUECKOro KOJHYecTBa; T. 1. 155—156°.

4-(2,2-NumeTun-4-TeTparuIpOTHONHPAH ) -2-aMHHOTHA 30,
CioH (NoS,, mon. Bec 228,37—6en0e KPHCTaJAJHYECKOE BEILECT-
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BO, pacTBOpyMoOe B XJopodopme, CIHPTe, aueToOHe {1 HEPacTBO-
paMOe B BOJE.

Npumeuannue

[Tpu aToM uHOrga BbHIMAmalT Oe/ibie KPUCTAMJBI THIAPOXJO-
pHaa amMHHOTHA30.a.

Jpyrde crnocoGbl nosy4eHus

4-(2,2-IumeTua-4-TeTpariApOTHONHPAHHUI ) -2-aMHHOTHA30J
NOJIy4eH TOJAbKO ONMUCAHHHIM Bbillie crnocobom!.

1. P. A. Kypbﬂn, A. H. Mapkocan, C. A. Baprauan, JI. 3. Ilapres. Apu.
XHM, X, 34, 603. (1983),
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2,2-IHMETHJI-3-THA-8-A3ACTTHPO(5,5) VH L EKAH

/ KOH /77\ ,CH,CH,CN
>—CHO+CH2.~_—CHCN——-> & —>

R ~N
N \ _/ “CHo
N /\
H;C  CH, H,C CH,
Ha.NI/Peren /™ —>
_)S
100aTm., 80° N\ ___ N
N H

H,C CH,

Ipeanoxum: P, A Kyposan, O.A. Baprausu
Mposepuu: T'. M, Cuxusn, A. Y. Mapxocan

Noanyuenune

2,2-lumerun-4-gpopmur-4- § -yuanosrurrerpazud poTuonu-

pan. B moayauTpOBYIO TPEXTOpJYI0 KPYIJIOAOHHYIO KOAOYy, cHal-
JKEHHYI0 MellaJKOi, 0OpaTHBIM XOJOLUIbHUKOM, TEPMOMETPOM H
KaneJbHOH BOpoHko#, nomemawT 10,6 & (0,2 mosst) cBexeneper-
HaHHoro akpuionutpusaa B 40 ms abcomoTtHoro Gensona u 1,7 2
TOHKOH3Me/IbYEeHHOTO €/lKOr0 KaJi H NpH MepeMelldBaHu{ HpH-
kansiBalor 15,8 ¢ (0,1 monst)  2,2-muMerna-4-GpopMua-tTeTparus-
pordondpana (mpuM.), pactBopeHHoro B 10 ma aBconaiornoro
OeH3ona ¢ TakoH CKOpPOCTbIO, uTOObI TeMIepaTypa CMecH He
npesbiiana 30° mocse uyero HATPeBaOT PEAKUUOHHYIO Maccy
npu 45—50° B Teyenne 3—4 u. Ilo oKoHYaHuH HarpeBaHus peak-
LHOHHYIO CMeCb OxJaxjalT, 3kcrparupyior 100 ma s¢upa,
5GUPHBIA 3KCTPAKT NMPOMBIBAIOT TPH pasa BOAOH, MOPUUSIMH 1O
50 ma, cymat cepHOKHCABIM MarHueM # 3¢up orronsior. Ocratok
NeperoHsiIoT B BaKyyme, cobupas ¢pakio, Kunsiyio npa 150—
155°/1 mm, nd 1,5125. [Iponykr npu crosinuu KpUCTaAAUIYETCs,
€ro NepeKpucTaNau30BeiBalOT M3 60 ma rekcada, T, ma. 39--
40°. Boixon 12,3—13,0 2 (58,3%—61,5%)-
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2,2- umerun-3-rua-8-asacnupo/5,5/yndexan. B Kauawwuicsa
ABTOKJAB /IS THAPHUPOBAHUS eMKocTbio 150 ma moMeinalor 20,0 2
(0,004 Moas) 2,2-pumerna-4-GpopMui-4-§ -uHAHOITHATETPATHA -
poTHONHMpaHa, pacTBoperHoro B 150 #.1 abCOMIOTHOTO STIJIOBOTO
cnupTa, H 6 2 CKeJeTHOro HHKess. ABTOK/I4B HPOAYBAKT BOLO-
POJIOM H HOBOAST ero jaBienue o 75 arM. Bkawouaior Harpes
Kauaive, TeMneparypy nojaHaMaictT jo 80°, npu 3TOM jpaBieHH
Bojgopona noBpimaetrcs go 100 arm. B 3TuX yCJI0BHAX IHKJ/IOTILL-
pHpoBaHHe 3aKaHuuBaeTcs 3a 8 u. PeaKuMoHHyl cMeCh Of-
GUABTPOBHIBAIOT OT KaTalH3aTopa, OTTOHSOT ITUIOBBIH CIHPT.
OCTaTOK NeperoHsloT B BakyyMe, cobupasi (Gpakuuo, KHAALLYIO
npu 104—106°/1 mm, nj) 1,5280, aff 1,0262.

Bumxox 9,0 r—9,2 e, mau 53,7%—54,8% TeopeTuyecKoio
KoJad4ecTBa. .

2,2-Ilumerna-3-rua-8-asacnupo/5,5/yunekan, C;HoNS, vos.
Bec 199,36—0ecuBeTHas BA3Kasl KHIKOCTb, pacTBopumasdg
OOBLIYHEIX OpPraHHUECKHX pacTBOpHTE]SX H IlepacrBopuMas B
BOjIE.

Npumeyanue

2,2-TuMerua-4-bopMUATeTpArHAPOTHONHDAH 1OJYYeH THI-
pOMH3OM U jAeKapOOKCHIHPOBAHHEM 2-KapB3TOKCH-B,5-1HMeTH I~
6-tua-1-oxcacnupo-/2,5/okranal.

Jpyrue cnocoGbl noJy4eHHs

2,2-Jlumerun-3-rua-8-aszacnupo/5,5/yHekan MOJdyueH TOJb-
KO ONUCAHHLIM BbIllle CHOCOGOM*3.

1. P. A. Kyposn, H. C. Apyronan, C. A, Munacan, C. A. Bapranau, ApM.
xuM. 30, 516 (1977).
2, P. A. Kypoan, I'. M. Cuxuan, C. A. Bapranau, Ast. cBug. 1002291,
Bios1. mzolbp., Ne 9, 76 (1983).
3. P. A. Kypoan, I M. Cuxusan, C. A. Bapranan. ApM. XuM. XK., B ne-
yartu, 37, 360, (1984).
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5,5-IMMETHII-2,3,7-TPUOK CO-2,2a,3,5,5a,6,7-TE0ATATU -
PO®YPO(2,3-c)[TUPAH :

CH,COOH COOH >

(0]
— O
AN / =0
*CHs\ l ~+CH3;COCl —> . -
CHy/ NN SLEN l
NO N
ch, 07 o
[pepnoxuan: A, A. Aserucsn, B. B. Osnce-
nan, I'. T. ToxkmagxsH.
Ilposepuan: JI. L. IMupasxanos, A. B. Cap-
KHCSIH.

Nonyuenmne

B kpyrioxosnyio Koa6y emkocrbio 50 s, cHabxeHHylo 00-
PaTHLHIM XOJMOAMAbHUKOM, noMewalr 8,642 (0,04 moast) rerpa-
rHpo-3-Kap bokcu-4-kap 6oKcUMe THI-5,5- 1 uMeTH-2-bypaHoHa
(mpum.) u 17,6 ¢ (0,2 moss) xsgopucroro auerusna. PeakiyioH-
HYI0 CMeCh . KMMSTAT 0 NpPeKpalleHusi BblieJeHUs XJAOPUCTOrO
BOOpO/a. BeinaBuide nocse ox/axjienuss KpHUCTAMabl OTHHILT-
POBEIBAIOT d MepeKPHCTANIU30BLIBAKT U3 40 ma abcoaoTHOro
BeH3oga.

Buixox 7,2—7,6 r, uau 91,5—96,39% TEOpeTHUECKOro KO-
JivuecTsa; T. ma. 185—187°.

5,5:[1HMeTxm-2,3,7-Tpno‘1<co-2,2a,3,5,5a,6,7—remarnﬂp0(py-
P0/2,3-c/uupan, CoH;o0s, MoJ. Bec 198,18—06esn0e  kpucrasau-
UECKOe BelleCTBO, paCTBOPHMOe B OPraHMYeCKHX paCTBOPUTEJSX
I HepacTBOpHMOe B BoJe. .

HNpumeuanue

, Terparuapo-3-kap6okcH-4-Kap 60KCUMETHII-5,5- THMe TiJI-2-
ypaHoH MoJMyueH KQHAeHCAIHed 2-6pOM-H30-MACASHOrO aJbjie-
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rHAAa C MaJOHOBLIM 3(pHPOM B NPHCYTCTBHH BOJAHOIO YIJEKHCJ/IO-
ro KaJjus, ¢ NOCAeAyIOIHM TMAPOJH30M 110 OIHCAHHOMY B JIHMTC-
patype Metoayl.

Jpyrue cnocodbl NoOJy4YeHHd

5,5-Iumerua-2,3,7-Tpuokco-2,2a,3,5,5a,6,7-renrarunpodypa
/2,3-c/npan noJyYeH TOAbKO ONHCAHHBIM BhILIE crocobom?.

1. 4. Takeda, 1. Tsuboi, J. Org. Chem., 38, 4148 (1978).
2. A. A. Agerucan, B. B. QOccenan, Apm. xuM. k., 37, 122, 1984,

6,7-IUMETOKCH-4,4-CHIUPOTETPATUAPOTIH PAH-2-(2-
ILUAHATHI)-1,2,3,4-TETPATHAPOHU30XHHOJIUH

‘/0\‘
i

\/
CH,0

SN —
|\ | NH4cH,=ciicN
cho” NN
0N

L

_, om0 s <
| I NcHcHeN

NN 7
CH3O/\/\/

Mpeaaoxum: K. C. Apycraman, 3. A. Map-
KapsaH. -

IMposepusu: I'. K. A#panersn, P. 3. Mapxa-
pAH.

Hoanyuenne

B nosyJAuTPOBYIO KPYIJIOAOHHYIO KoJ0y, CHAOxeHHYIO 06-
PaTHBIM XOJOLHJIbHHAKOM, IOMEILaloT 13,1 2, (0,05 moas) 6,7-
AnMeToKcU-4,4’-ciporeTparuaponipan-1,2,3,4-TeTparuaponso-
xunosuna (mpum.), 5,32 (0,1 Mosst) CBexeneperHaHHOro axpi-
Jgonutpuna, 150 ma Gensona. PeakiUOHHYIO CMECh KHIATAT B
teyenne 7—=8 4. Ilocae OTrOHKH pacTBOPHTE/S H HENPOPEarspo-
BaBIUEro aKpHJIOHHTPUIA KDPUCTAJIHUECKHI OCTATOK MNepeKpHT-
TannuaoBblBaloT M3 50 M4 aueToHa.
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Boixox 10,75—11,36 2, uam 68,3—72,29
KoJuecTBa; T. mia. 134-——135°, 2% reopernieckora
6,7-IluMeToKcH-4,4'-CTIHPOTETPArHAPONUPAH-2- (2-LHAHITUA ) -

1,2,3,4-tretparugpousoxunonun, Ci;gHasNoQs, Mo, Bec 316,41—.

Oednie KpucTaJJbel, pacTBOpUMLIC B OOBIYHBIX OpraHHYeCKHX.
pacTBOpUTEJAX MW HEPaCcTBOPUMBLIE B BOJXE.

MpumMeuanue

6,7-Anveroxcu-4,4"-cnuporerparuaponupan-1,2,3,4-terpari i-
POU3OXMHO/IHH TOJIyueH B3auMojeHcTBueM 4-(3,4-1uMeToxcHde-
HHJI)-4-aMHHOMETHJATCTPATHAPOTHPAaHA ¢ (OPMaAJHHOM B HpH-
CYTCTBHH COJISIHOH KHCJAOTDI .

Jlpyrue cnocoGnl noayuenus
6,7-llnmMeToKCH-4,4’-CIHPOTETPArHAPOTIHPAH-2- (2- M aHITHA ) -

1,2,3,4-TeTparuApOU3OXUHOJEH TOJYYEH TOJBKO ONHCAHHBIM Bhi~
e crunocoboM.

1. 3. A. Maprapsan, XK. C. Apycrayan, €. C. Bacuisn, Apm. xum. x
29, 591 (1976). )
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1,3-1UHHUTPO30-5-H UTPO-5-XJIOPMETHJTEKCATUJLPO-
NUPUMHUIAHH

NOa 2 0N _CHaCL

@ NaNO,HCL * M)g
| 0 ANO

N

==

[Tpepnoxkunu: P. A. Moscecss, 11 E. Ara-
JUKaHSH
Mposepuau: T. I'. Munacsau, A, JI. Apyrionad

lfoayuenne

OnbT cieayeT DPOBOAWTH B BBEITSIKHOM HIKady.

B kpyr/icnouHoi Koabe eMkocTbio 500 ma, cHaGiieHHOH Me-
1IaJMKOH, TepMOMETPOM H KamesbHOH BOPOHKOH, PacTBOPSIOT 9,22
(0,05 momst) 7-mutpo-1,3,5-Tpuazaagamantana (mpuM. 1) B
100 ma 2N cOJISHOH KHCJOTH, OXJa)KAaloT B 0aHe CO JbAOM RO
18° n mpHKamplBaIOT IPH TEpPeMEIIHBAHHM PacTBOp 14,0 ¢ (0,2
MoJsi) HuTputa Hatpus B 30 M4 BOAM B TeueHue 15 MuH. mpH
Temnepatype 18—20° (upum. 2). Ilocae npuGabienus Bcero
HUTPUTA HATPHS CMECh IePEMEIIMBAIOT ellle 5 MHH., OCaJoK OT-
(GWIbTPOBKLIBAIOT, TILATEJNbHO MPOMBIBAIOT HA (QHIAbBTPE BOJOH 10
HedTpa/IbHOH peaKlyuy NPOMBIBHBIX BOJ M CYIIAT B BaKyyM-3K-
CHKaTope Haj THAPOOKHCHIO KaJHs.

Buixox 10,1—10,7 2, uau 85,1—90,2% TeopeTHUECKOrO KO-
JanyecTea; T. M. 225—226° ¢ pasa. (mpum. 3). :

1,3- 1 #rBuTp030-5-HUTPO-D-XNOPMETHIATeKCATH A PO P UMH AHH,
C3HgN5;ClOy4, Mo, Bec 237,52—KkenToe, KPHCTAJMJIHYECKOE Be-
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IecTBO, pacTBOPUMOe B alleTOHe, CNUPTe, AHOKCAHE U HEPACTBO-
pumoe B Boje.

NpuMmeyanus

1. 7-Hurpo-1,3,5-Tpnasaanamanran HOJyueH To NpOmHuCH!,

2. Tlpu stoM HabuoRaercss BoijeseHHe OKHCJIOB a30Ta M
pasorpeBaHue CcMecH.

3. Tlocsie nepexpHCTA/IM3AUKMH U3 3THJOBOrO CIHPTA Text-
nepatypa NJaBJjieHUS He MeHsSeTCs,

Jlpyrue cnoco6el nogyuenus

1,3-IIHHHTposo-S-HHTpo-S-xnopMemJIreKcarlmponnpnMHzml{
noJyueH TONMLKO ONUCAHHLIM BHIIE CHOCOGOM.

1. Tarent ®PI Ne 2831632 (1979), [C. A., 93, 8219 (1980)].

2,5-1HOKCHMETHJI®YPAH

“ ” CH,0, NaOH Il “
CH_-,CHZCOOCHQ-\O/—CHO - — HOCH2—|\O/—CHZOH

[Ipegaoxmmn: O. JI. Muzkosin, C. A. Ase-
THCSIH
Iposepran: H. C. Hecynu, JI. B. Asapsu

Moayuenne

B ueTbipexrop/yio KpyrJOJOHHYIO KOJOY, CHaOKeHHyIo Me-
INaJKoH, OOPaTHHIM XOJIOJHJbHUKOM, KaneJbHON BOPOHKOH H
tepmoMeTpom, momewawT 20,0 & (0,11 Moas) 5-NPONHOHH/IOKCH-
metuiapyppyposna (cM. «CuHTe3bl reTepOUHKIMYECKHX COelnHe-
Huil», BHIL. 11, cTp. 14) u 10 ma 40%-HorO pacTtBOpa dopMabAery-
Aa. OxnajuB pacTBOp A0 5°, IPH HENPepLIBHOM NepeMellnBaHHU
npnauBaioT 8,8 2 (0,22 MoJs) pacTBOpa elKOro Hatpa B 10 sz
BOJLI, TOANePKUBAS IPH ITOM TeMIepaTrypy PeaKIHOHHOH CMecH
15—20°. 3aTteM, npogoJ/Kas NepeMellUBaHHE, CMeChb Harpesalor
npu 40—45° (upum. 1) B Teuenne 5—6 u. U OCTABJAIOT NpPH
KOMHAaTHoil TeMIepaType B TeueHuHe 15—18 u. :

PeakuuoHnyw maccy TPHKAB KcTparupyor sdupom nop-
weamMn no 100 ma ¥ IKCTPaKT BHICYHIHBANT CEPHOKHUCJ/BIM HAT-
puem. Tocie yjpajieRust pacTBOPUTENT OCTATOK KPUCTAJJIH3YeTCs.
[lepexpucrannusoBuiBaioT u3 80 ma xaopodopma. Buxon 9,1—
10,4 2, nau 65,0—73,59 TeopeTHUECKOTO Ko/sHYecTBa; T. ILL
.76—77° (npum. 2). ~ -

2,5-Nuokcumeruadypan, C¢HsOs, mMoa. Bec 128,13—xeJro-
BaTbie KPUCTaJLIbl, XOPOHIO PACTBOPHMbLlE B OPraHHUECKUX pacT-
BOpHUTEJAX U B BOJE.
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lfpumesuanusa

l. Ilpn moBblleHHH TeMIepaTyph peaxkuHOHHAas cMech OC-
MOJISETCHL.

2. TCX npoBoAuJach Ha 3aKPEIJIEHHOM CJIOe CHAHKAresdb-
THIIC ¢ TOABWXKHOK Qasoir Oyranon-ammuak (35:17), nposBu-
TeJb—OpOMKpe300Bhit  KpacHuif, Rf 0.60.

Jpyrue cnoco6pl moaydeHus

2,§-III/IOKCI/IM6TI/IJI¢)ypaH MoJyueH BOCCTAHOBJEHHeM (T. M.
74—75°)  5-oxkcuMmeTuaypdyposa  adOMOTUAPHAOM  JHUTHS!,
BoCcCTaHOBJeHHeM (T. M. 76—77°) oxcuMeruadypdypoaa Hi-
keseM Penes?, BoccraHoBiaeHueM (T- ma. 79—80°) sTusoBoro
3¢upa S-ameToKCUMeTHI(DypaH-2-KapGoHOBOR KHCJIOTH AJIOMO-
FUAPHAOM JIMTHS®, THAPOIM3OM JHALETHILHONO TPOU3BOAHOro?
H I‘I/IIIPSOKCI/IMeTI/IJII/IpOBaHHeM (1. ma. 74—77°) ¢ypodypuaosoro
cuupra’.

V. Sh. Toshiyuki. Yukute T., I. Hachihoma, Kagyo Kudaku Zassi 60,
1588—1591 (1957) (C. A. 33, 18933e (1939)).

2. F. H. Newt, Z. E. Wiggins, Regearch (London) 3, 50—51 (1950)
{C. A. 44, 6348f (1950)].

3. «CHHTe3bl reTepoUHKIINTICCKEX coeLltHeHuit», Epesan, Ma1. AH ApmCCP.
1958, Bmmn. 3, crp. 33.

4. H. K. Mowunckas, B. II. Copoxun, Ast. csug. CCCP 176919, Bio.ia.
#306p. Ne24, 25, (1965).

5. A. Madoudos, A. A60ysasues, A. C. Cyaranos, ¥Y36. XuM. KypHal
9(1), 72-76 (1965).
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5-U30TPOMHUJI-3-METHJI-2-THOTHIAHTOHH

CH,
NCil—CH—COOH+CH;—N=- C=S—>
CH,” |
Ni,

CH, HCI Clf;
—>  >Cli--CH—-COOH —

~ / 1

CH, !

CH—CH——CO
! CH;” | |
NH—C—NH--CH, HN Nt
5
Il
S
Mpemncmman: M. M. Awnpxauas, C. JI. Ko-
4apoB
Iposepusn: C. A. Xypwymau, I'. H. Crena-
Hll

MMoayueHue

OmnbIT cJaCAyeT IPOBOAHTL B BHITSKHOM IUKagdy.

B crakaHe eMkocTbio 500 x4, CHAaGXKEHHOM MeIUAJKO H
repMoMerpom, pactBopsior 11,7 2 (0,1 moas) d,l-asmuna B
200 ma 50%-uoro Boanoro mupuiuHa npu 40° w Ao06aBaAAOT 2H
pacTBOp eakoro Kaaus go pH 9,0 (=20 xua). 3ateM, IpoJOJIKAS
nepeMelnBanne npnbasasior 10,9 ¢ (0,15 mMons) METHIH3OTHO-
upnanata (npuM. 1) u Beigepxusalor npu 40° 70 KoHL@ peakuHH
(npum. 2). O6 OKOHYAHMH pEAKUHH CYAAT IO HNPEKPAULCHHIO
notpebrocTy B uiejoun (=50 ma), 4TO OGLIYHO AMUTCS OKOJO
30 muH. IlupuguH ¥ u3OBLITOUHBLIH MeTHJIM30THOLHAHAT YyAAsIOT
npombisaHueM Gensonom (3x200 ma). BORHBIA c/I0i ynapuBaioT

- pocyxa mHa poropHoM wucmnapureqe npu 40°. K cyxomy ocrtaTky

npubasisior 150 ma 1H CONSHOA KHCJOTBL H CMeCh KHIATAT B
reuenne 30—50 MuH. BHIDaBIIHE 0CAAO0K MeTHJTHOTMAAHTOHHA
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noc/ie BblAepKUBaHua npu 2° B tedenue 10—12 u. oruIbTPOBLI-
BalOT, NepeKpHcTasNu30BHBawT u3 40%-Hol yKcycHolt xucio-
Tl U CyHIaT B BaKyyM-3KCHKaTOpe Haj THAPOOKHUCLIO Kajus u
docdopHbIM aHTHAPHIOM B TeueHHe 48 u. Boixog 14,0—14,6 2,
um  81,4—84,8% TeopeTHyeckKoro KoJuuecTBa; T. I 1355—
136°. )

5-HUsonponui-3-metus-2-tuoruganrons, C;H,;oN,OS MOJI. BeC
172,24—0enple KpUCTaJ//ibl, PaCTBOPUMBbiC B 3THJIOBOM CHUpTe,
STHJIOBOM 3(upe YKCYCHOH KHCJOTBI, YKCYCHOH KHCJOTe, yMe-
PEeHHO DAcTBOPUMbie B BOJe, alleTOHe U HEpPACTBOPUMbiE B IeT-
poaeiinoM sdupe.

Npumeuanugq

1. Metunnsoruonuanar OblJl MoJyuyeH No MeTOZHKe!.

2. Tlogpepxkusalor pH cpeasl pasubim 9,0 aBTOMaTHuecKu
npuGaB/eHHeM 2H PacTBOPA TMAPOOKHCH KaJHst aBTOTHTPATOPOM
TTT-lIe («PaguoMerp» JlaHus), paoTaiolWuM B pexuMe pH-
CTara, WJH BPYyuHylo, Hcno/ib3ys PH-Merp-muansoabT™Merp pH-
673. :

Jlpyrue cnoco6sl mosayueHus

[TpuBesenHasa nponuch ocHOBaHa Ha pabote B. M. CrenaHo-
Ba u B. ¢. Kpusnosa?. [TogoGubiM oGpasom HOJy4alT 3-MeTHI-
2-THorngaHTouHsl raununa, dl-asanmmna u dl-sefinuna ¢ BhXO-
Aamu 65,3—69,2%, 65,9-—68,4% u 756—78,3% cooTBeTCTBeH-
HO.

1. Cunresul opranmueckux npemaparos. M., M. JI. 3, 301 (1952).
2. B. M. Crenanos, B. @. Kpusyos. JKOX, 35, 556 (1965).
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2-METHUJI-5-(4-METOKCHUBEH3HJ1)-1,2,4-TPHA30J10(3,4-
b)-1,3,4-THALHA30JI

_ 'N——N‘ (CH,C0),0
7 N\_cn I —
CH3O< CHy—{  /—SH
= |
NH,
N—N
. — 4 ’
— CH,3O——</_>-—CH2'I\N/“—SH —_

NHCOCH,
NSNS\

_— N N
_95,‘{;#;30_{ \>-CH,|| U\I__I\IJ‘ s

pemnoxnnn: A. X. Asertucsan, T.P. Oscensu
Iposepuan: J. M. Tepuxansn, d. P. IIx-
NaHAH

HoayyeHue

3-(4-Merorxcubensun)-4-ayeranudo-5-mepxanro-1,2,4-tpua-
304. B Kpyraononnyw konGy, eMKocTbio 500 m., cHadkKeHHYIO
O0pATHBIM XOJIOAWJIBHHKOM, NoMelialor 47,2 e (0,2 mouas) 3-(4-
METOKCHOEH3UIT) -4-aMun0-5-MepKanTo-1,2,4-tpuasosna (cM. «Cuu-
Te3bl TeTEPOUUKIHUECKUX COeAMHeHui», BHN. 14, cTp. 9), 250 x4
VKCYCHOTO aHrufpupa u cMecb Kunarar b—6 4. [Tocse oxaaxk-
JAeHUsT 10 KOMHATHOH TeMnepartypnl moGasasior 200 ma BOAHL,
3ateM 10%-Hbift BoAHEI pacTBOp enkoro natpa mo pH 9—10.
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BoinaBuiii 0cafoK GUALTPYIOT, CYWIAT W CHOBA pacTBOPAIOT NP
Harpesanun B 200 ma BOABI, HOAKACISIOT JelaHol yKCYCHOfI
kucaotofi g0 pH 5 n ofpagoBaBluuecs Hrojbuarble KpHCTaJbL
¢GHIABLTPYIOT, NPOMLIBAIOT 100 s BOAB M CyliaT Ha BO3AYXe
(npum. 1). Bpixoa 38,5—40,0 e (69,2—71,9%), T. 1. 220—221°,
2-MeTu/L-5-(4-Memtccu69n3u/z)-I,2,4-Tpua30/zo/3,4-b/-1,3,4-

Tuaduazo.nr. B KPYIJIOLOHHYIO TPEXropJ/yio KOJIOY  eMKOCTBIO
950 ms, CHAGKEHHYIO Mellaikofl B 0OpPATHBIM XOJOAHILIHKROM,
noMemtaior 140 ma xaopokucn gocdopa (IpAM. 2) u npu nepe-
MemdBannn gobasasior 27,8¢ (0,1 wmoas) 3- (4-MeToKCHOEH-
3m)—4-aueTaMuﬂo-5-MepKamo-1,2,4-Tpua30ﬂa. CMech  KHIOATAT
B TeuedHe OZHOTO Uaca H Nocjie OXJaxAeHnsd A0 KOMHATHOH TeM-
repaTyphl NOCTENEHHO NPHJAHBAIOT K 1400 M.1 JeASIHON BOJBL
3ateM Hefrpadnayior 40%-HblM pacTBOPOM CAKOTo HaTpa. Bui-
naBIIfii 0CajA0K OT(QHJILTPOBHIBAIOT, NPOMBIBAIOT 200—250 .na
BOABI, CYIIAT M MePeKPHCTANIH3OBLIBAIOT H3 150 ma 3THAOBOrO
cnupra.

Buixox 23,1—24,2 2, nin 88,8—92,29% TcopeTHYECKOTO KO-
auuecTBa; T. mia. 139—140°

2-Memﬂ-5-(4-MeT0KCH6eH3m1-1,2,4-Tpua30ﬂo/3,4-b/—1,3,4-
rnaguaszoa. CioH@NsOS, moa. Bec 260,32—06eg0e KpucTaiil-
qeCKOe BEIECTBO, PACTBOPHMOC B AHMETHJACY/Ib(OKCHIE, MHpii-
AuHe, AuMeTnadopMaMuie, TPYAHOPAacTBOpHMOE B METHIOBOM,
STHJIOBOM CIHpTE, HepacTBOpHMOE B XJopogpopme, fensode, BO-
ze.

MpumenaHusg
1. TIpoAyKT ZOCTATOYHO WHCT A/ HCNOJAL3OBAHUA B Jajb-
Hefillux CHHTE3aX.

9. Heobxoaumo, uTobb xaopcxuch dochopa Obiia cBexenc-
persansas.

Npyrue cnocoGbi moJy4eHus

2-1“6”[‘14.71-5-(4-MeTOKCHﬁ€H§HJI)-1,2,4-TpHaSOJIO/3,4-b/-1,3,4‘
THAAHA30J1 TOJYYEH TOJbKO OINMCAHHBIM  BHILIE CcnocoBOM
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METHJIATHII-(2,2,5,5-TETPAMETHJI-A** -TUT U PODY-
PHJI-3-3THHHJI)-KAPBHHOJ

?H C=CH
__C=CH —
ch\ en — > HyC]j l/CH3 ;
H.c/ NN 3 AN
15 CH, H3C/ O CH,
' OH
g
/C—EC——C_—CZHS
N |
> H3C\| I/CHS CH,

H,c” N0 CH;

pemaoxuau: 3. JI. Acosu, B. H. JKawma-
ropusiH
Mposepuau: JI. O. Apersan, C. A. Kapawmssg

MMoanyueHHue

2,2,5,5-Terpamerun- £%* -Queudpocpypur-3-ayerusen. B xpvr-
JIOZOHHYIO TPEXTOPJYI0 KOAGY €MKOCTbIO 250 M4, CHAGXKEHHY'IO
MeIIaNKoH, KaneabHOH BOPOHKOH, XOJOLHJbHHKOM H TepMober-
poM, noMemaiT 34,0 & (0,2 Mous)-3-oxcu-2,2,5,5-TeTpaMeTRI-3-
stunnarerparugpodpypana (cM. «CHHTE3B! TeTePOIHKJIHUECKHX
coeanHenul» Boin. 14 crp. 54) (npum. 1), 40 ma nupnavna u np:'{
mepeMelliBanuy nopuusiMu npudasasiior 20 ma xJopokuca oc-
dopa, pacTBopenHo#r B 20 M4 NHPUAMHA, C TAKOH CKOPOCTHIO
yToObl TeMNlepaTypa peaKmMOHHOH cMecH He npesniwaga 110° 3
teuenne 1,6—2 u. Ilo oxgaxKaeHUH B PEaKIMOHHYIO KOOy BBO-
asit 100 2 TosueHoTo* AbAa, HefiTpaausyiot 50% -Hoil cepHoi KHc-
gotoir (~125 ma). IlpoaykT 3KCTparupyioT 3QUpoM, 3(PUPHBLIA
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3KCTPAKT TIPOMBIBAIOT HACHIIIEHHBIM — PacTBOPOM  YIVIEKHCJI0To:
HaTpa H BBICYIIMBAlOT CePHOKHCJAbIM MarnueM. OTronsior sdup,
0CTaTOK IeperoHsioT B BaKyyMe, cofupasi (paKuHiO, KHIALIYIO

npu 45—46°/12mm; % 1,4500; di® 0,8730. Beixo 15,0—17,5 &

(45,5—53,0%) (mpum. 2).

Meruasrua-(2,2,5,5-rerpamerun- A** -dueudpodypunr-3-3ru-
Hur)kapbunoas. B Tpexropsayio KpyraoAOHHYIO KOAOY, eMKOCThIO
500 ma, cHaOXKeHHYIO MellanKoH, OOPATHHLIM  XOJOLHJIBHUKOM,
KaleJbHOl BOPOHKOH M TepmoMerpom, momemawr 20,0 & (0,35
MOJIs1) TIOPOLIKOOGpasHoro eakoro Kamu. Ilpu nnTencusHOM me-
peMewuBanui npH 0° npu6aBAAOT HEe3HAYHTENLHOE KOJIHYECTBO
nuporasiona (mpum. 3) u 36,0 ¢ (0,24 mons) 2,2,5,5-teTpame-
tHa-A34-qurnapodypun-3-anernaera. CMeCb  nepeMellHBaIOT
IpH KOMHATHOH TeMueparype 1 u., 3atem narpesawt npu 30° 3
Teyenue uaca. Oxaaxpalor or —4 g0 —6° ¥ 1o KanjaaM npubas-
asor 36,02 (0,5 Moa%) MeruasTuaKeToHa. Peaxumuonuywo ciiech
OCTaBJASIOT Ha HOYb, BHOBb OXJaxpaaioT, npubasasgior 100 m1
s¢pupa u uelitpanusyiT 18%-noi CcoAAHOH KUCA0TOH  (OKOJO-
13 ma). DdupHBI 3KCTPAKT NPOMBIBAIOT BOMOH M CYMIAT NpoKa-
JIeHHBIM CEPHOKHCJABIM MarHueM. OTroHSIOT 3¢pup, OCTATOK Nepe-
roHsloT B BakKyyMe, cobupas $paxuuio, Kunamyio npu 114—
116°/7 mm, nj? 1,4840, d*® 09186. Boixox 44,0—46,4 2, win
82,2—87,2% TeopeTHUYECKOTO KOJHYECTBA. ’

Metuiastua- (2,2,5,5-rerpaMeru- A° 4 - guruaApodypu.1-3-s1u-
uua)kapounoda, CisHgO,, Moa. Bec 222,32—0ecuBersas I10/1-
BIJKHAS KUIKOCThb, pacTBopuMas B BoJe. [Ipu crosnun xkesreer,
HCOOXO0JAUMO XDaHUTh HAJ IHPOTaJJ0JgO0M. ~

NpumMeuaHnus

1. 3-Okcn-2,2,5,5-rerpameTna-3-3THHUATETparuapodypau co-
JepXKHUT He3HauHTe/ibHOe KOJHYECTBO [IHPOTajoJa.

2. O6paTHo Bbiaeasior 4—6e HCXOAHOro KapGHHOAA CT. M.
95°.

3. IIpu paGore ¢ HempeleNbHBIMH COEIHHEHHUSIMII HEOOXOMM-
MO TpHOaBaAAThL OKojJo N "R ¢ muporadsona.
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Apyrue cnocobm mnoayueHus

¥
2,2,5,5-Terpameru-»** - nurnapodypun-3-aneruaen! u  me-
THJAITHI- (22,2,5,5-TeTpaMeTI/IJI- 34 nuruapodypun-3-3THaHM) -
Kaponuon® moJyueHsl TOJbKO ONHCAHHBIM BHIIlle CIOCOGOM.

1. C. A, Baprausan, 3. JI. ;Zlco;m B. H. Xamazopysan, A
si4 (060, PYAK, ApM. XHM. X, 22,
2. C. B. Baprausn, 3. JI. Acosn, B. H. Xamazo
, I, JL , B. H. pyan,  ApMm. k., 24
604 (1971, ! P
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1-(4-METOKCHBEH30JICYJ1Ib®OHHJI)-5-¢TOPYPALLHJI
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IMpenaoxumn: M. A. Kaagpuksin, B, A, Te-
0ol
ITposepusu: B. 3. Xauatpsan, A. T. Manyksad

MMoayueHnue

B Tpexropayiwo KpyrJoAOHHYIO KOJIG6Yy eMKOCTbio 250 ma,
CHa0KeHHYIO MellaJaKoH, o0paTHHM XOJOAUABLHUKOM M Kaneb-
HO#i BOpOHKOH, momemaroT 10,4 ¢° (0,08 moas) 5-propypaunnaa
{mpuMm. 1), 5,6 (0,04 Moas) cyxoro yraekucjorokaaus u 300 4
aumeruagopmamuga. CMechb HarpesaloT Ha BoAAHO# GaHe mpu
TepeMellUBAHUM B TedeHue 1 u. (npuM. 2). 3areMm oxsa)kjpaioT j0
KOMHAaTHOH TeMIepaTypbi W npukanbiBaior 8,24 ¢ (0,04 moas) 4-
MeToKcHOensoncynbdhoHuaxaopuaa (npum.3). CogepumMoe KoJ-
‘Obl HarpeBalT Ha BOJASHON 6ane H—O61u., 3aTeM OXNAXKAAIOT U BhI-
apBaoT Ha 800 ma X007 HOH BOALI. BniaesuBiIvecss KPUCTAJJIbI
0T(HJILTPOBLIBAIOT, IPOMBIBAIOT 40—G0 M4 BOabI, CylIAT Ha BO3-
AyXe H TepeKpHCTa/IH30BhBawT H3 150-—160 M4 3Tunosoro
cnupra; T. na. 207—208°

Bmxop 9,6—10,0 e, niu 80,0—83,3% Teoperuueckoro xoJau-
4ecTBa.,
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1- (4-MetokcuGensoicy b oru) -5-pTOpypamuI,
C1iHgFN,Os, moa. Bec 300,26—Genbie KpUCTAJLIb, PACTBOPHMbes

B 3(upe, xJ0poopMe, B ropsiueM 3THJIOBOM CIHPTE, HEPaCTBO--
puUMble B BOJje.

MMpumeuanus

1. 5-®ropypauua noayiamwT N0 MeTOZHKe!.

2. Ilpu 3TOM peakiHOHHast Macca 3arycTeBaeT M CTANOBHTCH:
KeJsreobpasHoi-

3. 4-MeToKcHOCH30/CYAbPOHUAKIOPT OB 1HOJNYUEH CYJib-
(oxJgopnpuBanHeM MeTOKcHOeH30/1a H3OBITKOM XJOPCYJbL(OHO-

BCIT KHCJOTHIZ.
JApyrue cnoceObl noJdydeHus

1- (4-MeTokcn6eH3oncyabponu) -5-gpropypauni OB noJay--
yeH TOJIbKO ONHCAHHBIM Bbille CIOCOGOM.

1. R. Dushinsky, E. Pleven. J. Am. Chem. Soc., 79, 4559 (1957).
2. M. S Morgan, L. H. Cretcher, J. Am. Chem. Soc., 70, 375 (1948)..
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5-METOKCUH3ATHH

.CH.O.
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Tpepaoxuag JI. M. 3opun, M. A. Pextep,
. K. JXyuruery :

Iposepran: JI. II. Cosomuua, 3. A. Map-
Kapsau

TMloayueHue

4-MeTokcu-u3oruTpodoayeTanurud. B ABYXJHUTPOBYIO KO.I-
By DpieHmeiiepa nomellajoT pactsop 36,4 & (0,22 mous) xJyop-
anvruppara u 230,02 cysbdpara HaTpud B 780 ma BOABL, J0-
BOAAT A0 KHIEHHS M TOCJe/l0BaTeJbHO [06aBJSIOT KHISIIHC

pactBophl u3 24,6 ¢ (0,2 mons) N-aHU3UAHHA H 17 ma KOHLEGHT-

PUPOBAHHO# COJISTHOH KHCIOTB B 120 a2 BOADL (NpiM. 1), 22,2 2
(0,32 Moas) COJAHOKHCJIOTQ THAPOKCHIaMHHA B 100 Mg BoAHI,
nocje uero Koady 3aKpbBalOT acGecTOBOH TKAHbIO H 1ai0T OC-
THITh O KOMHATHOR TeMnepaTypsl (mpuM. 2). Ocanok OTQHALT-
POBLIBAIOT, MPOMBIBAIOT TPH Pa3a JNeATHOH BOJOH, NOPUHUAMHU TIO
9530 ma u cymar Ha Bozayxe. Bmxox 24,8—30,0 (63,9—
77,3 %), 1. oa. 184—185°
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5-Merokcuusarun. B Tpexropayio KpPyrJIOAOHHYIO KOOy eM-
KocThio 500 ma, cHabGXKeHHYI0 MeIlajKoH ¥ XOJI0AHJIbHHUKOM, MNO-
Memaior 2450 2 89,5%-Hoii cepHolt kucaoTsl (d2° 1,8115), Har-
peBaioT 10 75—80° n 106aBaAs0T HeGOMbIMMH NOPUHAMH 25,2 &
(0,13 monsl) 4-MeTOKCH-U30HUTDO30ALETAHHAUAA, 3areM nepe-
MelluBaHHe npofoaxanT eue 10 MuH, Npu 3TOR XKe TemNepary-
pe. CMech BBLLIHBAIOT Ha 1,5 K& TOM4EHOro JbAa, 06pa30BaBIIHi-
Sl MeJKOKPUCTAIJIHUECKHH OCaZOK 5-METOKCUM3ATIHA OTQHILT-
DOBBLIBAIOT Ha BOPOHKe C THOPUCTLIM (GHUABTPOM (NpuUM. 3), Tpw
pasa IpOMBIBAIOT BOAOH, NopuusMu no 70 ma u Cymat Ha BO3-
ayxe.

Buixoa 12,6—13,0 e, unu 55,2—57,0% TeopeTHueckoro Ko-
auuectsa; T. ma. 200—202° (npum. 4).

5-Mertoxkcuusatu, CoH;NQOs;, MoJ. Bec 177,16—Kpucrasuiu-
yecKOe BeLIECTBO TeMHO-KOPHUHEBOTO I1BeTd, pacTBOpUMOe 3
aleTOHe, 3THJOBOM CIMPTe, TeTparuipodypaHe; HepacTBOpHMOE
B Boje U 3(pune. ‘

MMpumevanyuda

1. CHauana npu OxJaxKAeHHH PAacTBOPSIOT I-aHU3HUAHH I¥
NPHJHBAIOT COJSIHYIO KHCJIOTY, NOCJe 4Yero pacTBOp HarpeBaroT
A0 KHUIeHHT.

2. MzouuTpo3oaneTaHUJANAH, TOJyYaeMble 110 peakuuy
3anaMeiiepa, Upe3BbHUAHO UYBCTBHTE/bHH K NeperpeBy U Jer-
KO ocMoasoTesd. B oTauuue OT U3BeCTHOH METOAUKU' KOMIOHeH--
Tbl HATPeBAT pa3jie/bHO A0 KHUIeHHs, a 3aTeM CMelIHBAIoT.

3. 5-MerokcuH3aTHH TpyaHo ¢uabTpyercd. Ero mMoxHo ot-
JAeNUTh HeHTpUudyrupoBaHUeM, /st Yero ROCTATOUHO UMeTb LeHT-
pugyry c 3000 o6/mun.

4, IIpy HeOGXOAUMOCTH BEIlEeCTBO MOMKHO OYHCTHTH KpPHC-
Tannuzanued U3 JeasHOH YKCYCHOH KHCJOTHI, Npu 3TOM TeMue-
paTypa TNJaBJeHUs CylleCTBeHHO He uaMeHsercs (201—202°).

JApyrue cnoco6bl NOJdyuyeHUs

5-Metokcuuzatun ¢ T. na. 200—202° nosyueH no BHAOH3-
MeHeHHOH MeToauKe!.

1. S. Pietra, Farmaco, 13, 75 (19£8).



5-MOHO®EHHIATHAPA30H-2,2-TUMETHJITETPATHAPO-
NMHUPAH-4,5-THOHA
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IMpennoxunn: A. C. Hopasan, E. I'. Hapo-
HUKSH -
IIposepusu: I'. B. Mupsosn, A. I1. Mkprust1

Moayuenmue

B kpyriojgoHuyio xoanby eMkocTbio 100 s, cHaGxKeHHYIO
MeIllanKoH, 0OpaTHBIM XOMOAHJABHHKOM, TEpPMOMETPOM H Kalesib-
1ol BOpoHKOH, nomMemaor 12,8 e (0,1 moast) 2,2-guMernarerpa-
rujipo-4-nupanoda (cM. «CHHTe3H reTepOLHKJIHUECKHX COeJHHe-
Huf», sun. 8, crp. 30) u 11,1 ¢ (0,1 mons) 3THAOBOTO 9¢)Hp:—1
MypaBbuHOH KucaoTw (mpuM. 1). Cmech oxaaxaaior ao 0—5° 1
IPH TepeMellnBaHuN NPHOABJLIOT 10 KallIsiM PacTBOp MeTHJ'IaTa
HaTpua B aGCOJIOTHOM METHJOBOM CIHPTE, BPHTOTOBJEHHHH H3
2,3 2 (0,1 r-atom) Hatpusi # 23 Ma aGCONOTHOrO METHAOBOrO
cnupTa. PeaKiHOHHYIO cMech OCTaBJSIOT Ha HOYb IPH KOMHAT-
HOJ TemnepaType. BmimaBiminii ocajioK pacTBOpsIOT, TPpHGaBaAss
K peakuuoHHoH cMecu mpn 0°-—(-5)° 50 ma Bomws. [loayueHunift
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pacTBOp MPUAHBAIOT K OXJaxdeHHoMYy A0 0° BOJAHOMY pacTBOpy
XJ0pucTOro (eHnmanasonus (npuM. 2). BrmaBiuime KpncTannst
OTQHABLTPOBHIBAKOT, IPOMBIBAIOT XOJOAHOH BOAOH, CcyllaT U He-
pexprcTaaan3oebBalor u3 50 M4 3THAOBOrG CIHpPTA.

Boixon 18,5—19,0 ¢, uan 79,7—81,9% TreopeTnueckoro Xo-
AnuectBa; T. IJ1. 67—68°. 5-Mouodenuaruapason-2,2- AMMeTHI-
terparuaponupan-4,5-nuona, CisHigNoOg, Moa. Bec 232,28—
KeaTHe KPHCTAjJbl, pacTBopuMbe B 3adupe, xaopodopme, He-
pacTeopHMble B BOZE. '

MMpumeuanusa

1. tleoBxoanmo, urobsl 3THAOBLIA 3(HDP MYPaBbHUHOA KMC-
BOTHL Obl1 cBeceneperHaHHHM Halx PoOs.
2. XnopucTteil peHHMNAHA30HHA HaMH NOJTYueH mo! n3 9,32
(0,1 MO.HH) anunnHa, 30 M4 KOHUEHTPHPOBAHHOH CONAHOH KHC-
Jgotet u 6,9 e (0,1 MOJ'IH) Hutpura Hatpusa upm pH 50—6,0
JIOBelcHHOMY /0 3TOr0 YPOBHS aleraToM HaTpus.

Jlpyrue cnocoGbl nojydeHus

5-MoHobeHuAr1pa3oH-2,2- 1TuMeTHATeTparnaponupan-4,5-
JHOHA NOAY4YeH TOJALKO ONHCAHHBIM BblIIe CIOCOOOM.

. «JlaGopaTopuble paGoTh 110 oOpraHHdeckoil XuMum» oA pelaxnueil

O. &. Tunsbypea u A. A. Ierposa, Usn. «Bercmaa mkosaa», M., 1979,
cTp. 114,
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«c-42,13¢-5-0KCO-1,4,42,5,7,8,138,13c-OKTAT M1 P O-13H-
BEH3(g) MHA0J10(2,3-a) HHLOJIM3UH
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Mpepnoxnnu: C. A. Torocsas, I'. JI. INanasan
IMposepuam: I'. A. Hepkapapsu, JI. A, Ma-
TEBOCSH

Hoayuenmne

N-/B-(8-Hnooarun)srua -3a,4,7,7a-rerpazudpo-I1-okcupra-
AUMUOUH. B JTUTPOBYIO TPEXropayio KPyrJaoAoHHYIO Koaby, cHal-
MEHHYIO Mella KO, KaneJbHOH BODOHKOH W OOPATHBIM XOJO-
AUJBHHKOM C XJIOpKajbuueBOH Tpy6Koi, nmomemair 6,5 ¢ (0,022
Mosst)  uMuga  N/B-(3-unponnn)stua/- A‘-nukriorekcen-yuc-1,2-
AHKapGOHOBOH KHCJOTB (nmpuM. 1) B 600 ma abGcomoTHOro 3dil-
Pa (NpuM.2) u npu nepeMellMBAHMHM MeJJIEHHO NO KanjaM IpH-
GaBagior pactBop 0,4 2 (0,011 monst) amoMoruapupa JuTHS
(npuMm. 3) B 100 ma abcomorHoro sdpupa. CMech KHNATIT B Te-
yeHHe uaca, 3aTeM OCTaB/AIOT NPH KOMHATHON TeMnepaTtype ele
Ha yac u npubasasoT 2,5 ma 2Y%-Horo pacTBopa exkoro Hatpa.
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‘Ocagok oTGUALTPOBBIBAIOT U NPOMBIBAIOT Ha (HAbTPe ABaXKALL
supoM nopuuamu no 50 ma. PuabTpar BHCYIIHBAWT 6e3BOA-
HbIM CEeDHOKHCJBM HaTpHeM H OTroHfAwT 2/3 o6bemMa pacTBOpH-
Tenst. llpu sTOoM BHnmamalT Oesable KpHCTaJJbl, KOTOpbE OT-
GUABTPOBBIBAIOT W TEPEKPUCTANIU3OBHIBAIOT 13 50 M4 MeTHIOBO-
ro cnupra. Buxon 5,0—5,2 ¢ (76,5—79,6%); 1. na. 154—155,5".

yuc-4a,-13¢-5-Oxco-1,4,4a,5,7,8,138,13c-okrazudpo-13H-6ens
(g )undonro/2,3-ajundorusun. B AByXropayio KpyriaoZOHHY1O
Kosiby eMKocTblo 250 ma, cCHaOKeHHYIO ~ OGPAaTHBIM  XOJOIZHJb-
HHKOM noMemaioT 4,4 ¢ (0,015 moas) N-/B-(3-unmonna)stual-,
3a,4,7,7a-retparunpo-1-okcupranumusa B 150 ma sTHIOBOrO
cnupra u  3atemM nupubasasior 1,24 2H CONAHON  KHUCJIOTH
(mpum. 4). CMech KHUNATAT B TeueHHE 24 Y., OTTOHSIOT NPUM-
MepHo TNOJOBUHY pacTBOpHTeNs u oxjaaxpaawor. M3 oxaak-
HEHHOTO pacTBopa BLIMARAIOT CBeT/ibie KPHCTAJJb, KOTOphie OT-
(pUABLTPOBBIBAIOT U NEPEKPHCTANIUIOBHIBAIOT U3 50 M4 3THIAOBO-
ro ChnupTa.

Brnxog 3,3-3,4 e, uau 78,5—80,5% TeopeTHuecKoro Komau-
yecTBa;, T. nja. 240—2415".

yuc-4a, 13c-5-Okco-1,4,4a,5,7,8,138,13c-okraruzpo-13H-6eirs
(g)-ungono/2,3-a/-ungoausut, CisH;sN2O, mou. Bec 278,36—0Ge-
Jloe KPHCTaJ/iH4eCKoe BeINeCTBO, PACTBOPHUMOE B ALETOHE, XJOPO-
¢bopme, naoxo pacrBopuMoOe B GEH30/i€e, METHJIOBOM H STHUJIOBOM
CIIpTe, HEpacTBOPUMOe B BOJe.

NpumeuaHus

1. WUmug N-/8-(3-ungonun) stua-A*-uuknorekceH-1,2-nu-
KapOOHOBOH KHCJAOTH TOJY4YeH INo MeTOAHKe!l.

2. Umupn nuxapOOHOBOH KHCJOTH ZOJKEH NOJHOCTLIO PacTt-
BOpUTLCA B 3(hupe, 06pasysd Npo3pauHblil pacTBop, B NPOTHBHOM
cjyuae BLIXOJ TNPOAYKTA BOCCTAHOBJEHUS CHUXKaeTcs.

3. Ucnonp3oBaH cBeXeNpUroTOBJEHHBIH PaCTBOP aJiOMOTHI-
pHAa JuUTHA ¢ coAepxaHueM B 100 ma adupa 3 e amomorugpuia
JHTHA.

4. I1pn npnbaBjeHUN CO/ISTHOH KHCJOTH peaKIHOHHAS CMech
OKpalyBaeTCad B PO3OBLIA IBET.

Jpyrue cnoco6bi moayueHus

yuc-4a,13c-5-Okco-1,4,4a,5,7,8,138,13c-okrazudpo-13H-6en3
(g)-und010/2,3-a/uHAONU3NUH NOJYUEH TOJbKO ONHCAHHBLIM BHIlle
crocobom!. ‘

1. C. A. Hococan, A. T. Tepasn, A. B. Hcpaeasn, I, T. Taresocsn, Apw.
XuM. XK., 27, 597 (1974).
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5-MTPONMAOHHUIOKCHMETHJ/I®YPAH-2-KAPBOHOBAS
KKHCJIOTA

Sal—

T H,0,, C;Hy, N
CH3CHZCOOCH2-\O)ACHO ——

T
—>CI13CHZCOOCHZ—J\O/"—COOH

Ipepaoxkuan: Q. JI. Muaxosan, C. A. Ase-
THCSH
Iposepriaun: H. C. Hecynu, JI. B. Aszapsn

MoayueHnne

B xpyriodoHnvio xoaby ewmkocrbio 10044 momewaior

20,0 2 (0,11 wmoas) 5-npomnHoHHIOKCHMETHIADYpdYpoaIa (CM.
«CHHTe3bl TeTepONHKJIHYECKHX coeluHenutl», ol 11, ctp. 14),
15,0 2 309%-noi mepekucu Bogopona u 14,0 e (0,16 moasa) us-
nepuanHa. PeakIHOHHYI0O KoJa0y 3aKpHBAIOT H OCTaBJSAIOT 0pH
KOMHATHOH TeMmnepartype He MeHee 48 u. (mpum. 1).

3areM cMmech pasbasasiior 40 M4 BOJBI, 3KCTPArHPYIOT 3du-
pom (mpum. 2). Boauvlfl ciofl noixucasioT pasbaBaeHHOH cep-
uoll kucsaoroit (1:10) mo pH=4 u skctparupyior s¢upom 3—4
pasa nmopuuamu no 100. ma. Tlocse yaanewuss pacTBopuTens Ii3
3(UPHOTO 3KCTpaKTa MOJYYEHHOE KPHCTAJ/IHYECKOe BelecTBO
HepeKpHCTANIN30BEBaI0T U3 50 M4 cmecH Oen30J-neTpoJsielHblf
sdup (1:1). Buxon 15,3—16,2 ¢, uau 70,5—74,6% Teopernuec-
KOr0 KOJIH4YeCTBa; T. 1. 656—67° (mpum. 3).

5-ITponnonuoxcuMeruadypan-2-kapOboHoBass KHCJIOTA,
CoHi¢Os, mos. Bec. 198,18—uemyiiuatole KpUCTaANIL KEJITOTO
IBeTa, XOPOUIO pacTBOPHMBlE B OPTAaHHYECKHX pPacTBOpHTENAX,
HepacTBOpUMLIE B BoJe.
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NpumeuaHus

1. Tlpu OoJiee ANUTE/NBHOM CTOSIHHH BBIXOJA TIPOJAYKTA He
H3MeHseTC .

2. Iocae ynajtenuss 3dupa B ocTaTke oOHAPYKHBAIOTCA
TOJLKO CJe/lbl HCXOAHOIO IPOAYKTa-

3. TCX mnpoBoaHJach Ha 3aKpelJIEHHOM CJ0e CHJHKATeND-
THIc ¢ noJBHKHOH ¢asoli Ovranona-ammuak (35:17), nposiBu-
Telb—O0poMKpesosoBblit KpacHbi, R 0,38

Apyrue crnocobul noay4yenus

5-ITponnounaokcuMetuadypan-2-kapGoHoBas  KHCJAOTA 1O-
JIyyeHa TOJBKO 10 OIHCAHHOMY BbIIe CIOCO6Y.
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2,2, 7-TPUMETHJI-3-OKCA-7,11-AHA3ACNIHPO(5,6) 1OLE~
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Ilpennoxuan: P.A. Kyposn, C.A Baprawsn
ITposepuan: B. B. Capxucsu, A. M, Map-
KOCSIH

NMonyueHue

B craabhoii aBTokJgaB eMroctbio 500ma sarpyxaior 83.0¢
(0,37 moas) 2,2-nuMetnn-4-popMmui-4- (metua-f-unarosTuIaMu-
Ho) teTparuaponupana (cM. «CHHTe3b TeTePOMHK/IHYECKIX Coe-
JAuHeHUH», BN, 14, ctp. 31) B 300 M1 TpeTHUHOrO OGYTHIOBOrO
cuupra (npuM. 1), 25e CBeXenpHroTOBJIEHHOTO CKeJNeTHOTO HH-
kens (npum. 2) u Harpesaior 9—10 u. npu 90° ® naBieHuu
110 at™. [To okoHuaHuu pacTBOP QHABTPYIOT, OTTOHHIOT TPETHY-
HBll OYTHJOBRE CHHPT, OCTATOK NePeroHAT B BaKygfme cobu-
pas ¢pakuupo, xunaulyilo npu 114—115°/3 mm; nf  1,5030;
d% 1,0291.

Brixon 43,5—46,62, wau 55,4—58,4% TeopeTuueckoro xo-
JIHYeCTBA.

2,2,7-TpuMetHi-3-okca-7,11-guasacnupo/5,6/ noaexan,
CoHa4N2O, Mos. Bec 212,34—06ecuBetHass KUAKOCTb, XOPOULIQ
pacTBopHMasi B OPraHHYECKHX PaCTBOPHTENSAX H HepacTBOpHMas
B BOJe.
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MMpuMewanus

1. Peaknuio MOXKHO NPOBOAUTbL B 3THJOBOM, OYTHIOBOM:
CIIHPTEe, OJHAKO BHIXOJA WEJNeBOr0 MNPOAYKTA 3HAUHTEJbHO CHH~
XKaercs, ‘

2. Mcnoanzosan xkartanusatop Ni/PeHess, NPHUroTOBJIEHHBIH
no Metoauke'.

Opyrue cnocobbt noayuyeHus

2,2,7-Tpumerun-3-oxca-7,11-gnazacnupo/s, 6/110116Kaﬁ oAy~
YeH TOJbKO OINHCAHHLIM BLllle CHOCOG60M M?23,

1. IlpaktukyM no opraHHdeckoit xmmuu. M., Mup, 1979, 1. 2, c. 370.

2. P. A. Kyposan, B. B. Capkucan, C, A. Bapranan, Asr. cBun. 9413704
Broar. u3o6p. Ne 25 (1982).

3. P. A. Kyposan, B. B. Capxucan, C. A. Bapranan, XI'C, 899 (1983}
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3,44-TPUM ETHJI-2-L[HAHO-2-BYTEH-4-VOJI 17018

CH;—C=0
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CHy. ,CN
. CH,—CN  C,H;ONa —
Cily—C—OH + | Ay TN
| COOC,H; CaH;0H /N0 N
CH, ' CH,

Mpepnoxuau: A. A. Aserucau, M. T, Idan-
rad, A. H. DxkaumxanaHsH

Mposepunu: JI. 1. Mupmxanos, A. A. Are-
KsH.

NoayuyeHne

B TpexropJyio Kpyriodousyio Koaby emkocTbio 250 sz,
cHabXKeHHYI0 Mellaakoil H oOpaTHBIM XOJOAHJBHHKOM, 3alllH-
1lleHHBIM XJIOPKaJbleBoil TPYOkoit, noMemalor 50 #a abcomor-
Horo cnupra M npu6aBIAloT HeGOJbWIHMH KycoukaMu 1 2
(0,044 r-at) mertanauueckoro Hatpus. Ilocie pacTBOpeHHs 10C-
Jle[lHero, npu MepeMelnnBanun npubasasior 15,3 2 (0,15 moss)
JAuMeTHaaneTuakapounoaa (npum. 1) u 22,6 ¢ (0,2 Monst) unasn-
yxcycnoro s¢upa. [Ipy 3ToM NpoHCXO[uUT pasorpeBanne peaxiy-
ounofi cmecu (npum. 2). Ilocne mpexpaileHusi camopasorpeBa-
Hust (npHM. 3) cMeCh KHNATAT [PH TepeMellHBaHHH 4—5 u.
Peak HOHHYI0 CMeChb OXJ/aXAaloT, PacTBOPHUTENb OTIOHAIOT, OC-
TaTok - noAKHCAsIor pasbaBaentoit (1:1) consHOH KuCaOTON H
SKCTPArupyioT TpHu pasa sdupom mopuuamu no 50 ma. ddupHbli
SKCTPAKT BBICYUIHBAIOT O0€3BOJIHBIM  CEPHOKHC/IbLIM  MarmueM,
pacTEOpHTEJNb OTTOHSIOT H OCTATOK MePeKPHCTAIH3OBRIBAIOT M3
100 ma rekcana.

Buixox 18,1—18,6 2, nun 80,0—82,3% TeoperHueckoro Ko-
JuyectBa; T.I. 62—63%
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3,4,4-TpuMeTu/1-2-11ano-2-6yTeH-4-0/111, CsHgNO,, Moda. Bec
151,17—06es0e KpHCTAJNIHUECKOE BEUIECTBO, pacTBOpUMOE B alle-
ToHe, 3(upe, xJ0podopMe, METHIOBOM CIHPTE, HePacTBOpuMOE
B YeTHIPEXXJOPHCTOM YIJepojle, 3THJIOBOM CIHPTe, BOJE.

Npumeuanus
1. JluMeTu1aneTHAKapOUHOJ MNOJYYeH 10 MeToAuke!.

2. TemnepaTtypa NpH 3TOM IOJHHMAaeTCs OObIYHO 10 60°.
3. Camopasorpepanue anutcsa oxonao 30 MuH.

Hpyrue cnocobul noayuyeHus

3,4,4-TpumeTn-2-nHano-2-6yTeH-4-0/1u7  TMOAYYeH  TOJLKO
OMUCAHHBIM BBIIE METOJAOM?.

1. H. Scheibler, A. F. Fischer, Ber., 33, 2303 (1922).
2. A. A. Aserucan, . A, Manzacapsan, I'. C. Meausan, M. T. Hanean,
C. I'. Mayoan, XOpX, 7, 962 (1971).
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Hpezmo;xn.nu:_ C. M. Nasran, I. JI. llanasu
Ilposeprnu: I'. E. TaGpuensn, II. A. Tpu-
rOpsiH

Moayuenmue

2-Merua-3-penunxunaszoron-4. B TPEXTOPAYI0  KPYra0J0H-
Hy10 KOJIOY eMKocTbio 150 M4, cHaGxkennyio Mewankoi H obpar-
HbIM XOJIOAHJIbHUKOM, IomewlaroT 10,02 nonndochopuoit xucao-
Te (npuM. 1), Kk KoTOpoit npuGasasior 8,952 (0,05 Moas) aue-
THJIAHTPAHNIOBOH KHCIOTH (npuM. 2) u 5,58 2 (0,06 Moas) cae-
XKeneperdaHHoro anununa. CMech HArpeBalOT B TeueHHe ONHOrO
vyaca npu 185—195°, oxqaxaawor, npuauBawt 50Mma BOALI u
OTCTARJASIOT Ha 24 uy. IPH KOMHAaTHOI TeMneparype. Boijenaus-
HIHHACS OCaNOK OTGHILTPOBBLIBAIOT, NepeHoCAT B 200 M. Kos0y,
npubasasor 100 ma 10%-uoit consTHON KHCIOTH H nepeMelty-
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BawoT B Teuenue 30 MHH. Npu KOMuaTHOH Temnepatype. O6paso-
'‘BABIUHACA THAPOXJOPHA OTPUALTPOBEIBAIOT, PacTBOPSIOT B b0 M4
Telsiol BoAB M obGpabareiBaioT 10%-HBIM BOAHBIM  PacTBOPOM
aMMHaKa 1o HeHTpasdbuoit peakiuy. Ocagok OTGHILTPOBHBAIOT,
‘TWIATENPHO NPOMBIBAIOT BOJOH H [EPEKPHCTAJNJIH3OBLIBAIOT H3
100 22 stmoBoro cnupra. Beixox 8,9—9,1e (75,4—77,3%),
T: 1. 150—151° (mpum. 3); 1. na. ruapoxaopuna 268—269°.

3-Penunr-2-(8-ppypusrsurusr)xunasoron-4. B KpyraomroHHYIO
K0,10y eMkocThio 500 M4, cnaGxennyo o6PaTHBIM XOJOAHIbHH-
koM, momeuawor 23,62 (0,1 moasn) 2-mertni-3-denunxunazoso-
na-4 u 9,62 (0,1 Mons) cBexenepernannoro ¢pypdypona (npum.
4). Cumecb narpeBaiot npu 80° B Teuenne 12—13 u. [locae ox-
JiaxaeHnsi K 3aTBepieBliell Macce go6asisiior 300 ma 3THIOBO-
TO CnupTa, OTGUILTPOBLIBAIOT 00pa30BaBlIHeCd KPHCTAMIL M
TiepeKpHCTa 1H30BbIBaloT W3 200 ma sdupa.

Buixon 15,3—15,82, man 48,9—50,3% TeopeTrHueckoro Ko-
JiMuecTBa; T. mia. 194—195%

3-®ennn-2- (, B-pypunpruuni ) xunazonon-4, CooH 4Ny Og, Mo
Bec 314,35—0secTsAllie KpHCTaJJbl CBETJIO-XKEJTOro LBeTa, He-
pacTBopHMble B BOJe, TPYAHO PacTBOpuUMbie B 3dupe, cunupTe,
pacTBopuMble B TeTparuapodypane, anerone, GeHzoue.

NMpumeuanug

1. Tlonndpochopuyio KHCJAOTY HOJAYUAIOT B PEAKLHOHHOM
ko6e u3 62 dochopuoro amruApuaa u 4 ma optodocdopHoi
KHCJIOTH 10 MeTonyl. B

2. AuerHnaHTpaHWJIOBAsT KHCJOTA TOJy4eHa O MeTORHKeZ

3. 2-MeTun-3-peHNNXHHA30M0H-4 [OJYUeH MO MeToHHKeS.

4, Oypbypoa obAsaTenbHo JoakKed ObITh CBexKelepersan-
Hblfl, B IIPOTHBHOM cCJydae BBLIXOJ H T. IJI. MPOAYKTa peakuiiu
CHIKEI0TCH.

Jpyrue cnocobbt mnoay4yeHus
3-Pennn-2-( B -bypHABHHMI) XHHA30J10H-4 TOJAYUEH  TOJbKO
TIO0 ONUCAHHOMY BHillle CNMocoly.

1. F. D. Popp, W. E. McEwen, Chem. Pews., 58, 321 (1958).
2. U. C. Hoppe, ®KOX, 11, 812 (1944).
3. 11. A. [Temwonin, FO. B. Kowcesnuros, ’KOX, 34, 854 (1964).
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