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OT PEOJAKILHUU

Tessatoii  Boimyck cepuy  «CuliTe3bl TeTEPOLHKTIHUECKHX
coefMHeH > COJePXKUT OIHCAHHe METOJAOB MOJIYUCHHS TPHALATH
pasMMULBIX TPOH3BOAHBIX NHPa30.1a, MUPHMHAHHA, XUIOJIHHA,
H30XMUOJMMIIA, THA30.1a, HMIa301a H APYTHX TeTePOLMKINUeCKIX
cuctem. ITpu mop6ope MeTOAOB A KOMIIEKTOBaHUs A€BATOTO
BLITYCKA PeJKOJIIErHs, Kak M Npexje, PyKOBOACTBOBAIACH TAKH-
MH TpH3HaKaMH, KAK ODHTHHAJbHOCTH NPOBeJeHHS CHHTE3a, J0-
CTYMHOCTh MCXOJAHBIX BelieCTB M BO3MOMKHOCTD LIMPOKOrO MpHMe-
HeHHs MOJyYyaeMblX COJAMHEHHH B OPraHHYeCKOM CHHTe3e.

YacThb ONMHCHLIBAEMbIX MeTOJMOB paspaboTana H IPeILI0XKeHa
coTpyaHHKaMu VIHCTHTYTa TOHKOH OpraHHYeCKOH —XHMHH AH
Apwsinexoit CCP 1 ADYTHMH COBETCKHMHU M 3aPYOeKHbIMH VUellbl-
mu. Ilpu noproroBkKe OCTAJbHOHM 4YACTH TMPOMUCEH HCIO.Ib30BAHbI
MaTepHaJbl, ONyGJHKOBaHHbie B JIUTEpATYpe, HO TIPH 3TOM MPOBO-
nuJIach THIaTedbHad OPOBepKa MeTOJ0B U B pAje CIyuaeB BHOCH-
JUCh U3MeHeHHs B crnocod CHHTe3a.
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AMNI THA30J1-2-KAPBOHOBOW KMCJIOTb!
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Mpeanoxuan. 1. E. Msepcen, T. JIvaz
[posepuan: A. bBepr, C. Bpennep-Hoprence:

Moayuenue

Tuaszoa-2-gapbonosas kucaora. Uepes MOJSYJIUTPOBYIO YeThl-
PEXTropJyo KoJa0y, cHalKeHHyl0 MEeNlaJ Kol, TepMOMETPOA, TPy G-
KO# /14 BBOAA Tasa M KaleJbHOH BOPOHKOH ¢ TPYVOKOH 115
BhlpaBHHBaHusA jaapideHnsd (cM. «CHHTE3Bl TeTepOLHKIHYeCKHX
CcoeulIeHHH», 8, cTp. 39), MPOMyCcKalT a30T ¥ OXJIAXKAAI0T CMeChlO
CVXOTO J1bJla U alleToHa. B kon6y nomemator 0,21 mous H-GyTHI-
Jutud B 350 ua adupa (npumedanue 1), oxJaa)kpamoTt HUKe —75°
1 B Teqeline 20—30 munyrt npudasiasior 18,5 ma (32,8 2, 0,2 no.aa)
cBexkenepernanioro 2-6pomtuasona (cM. «CHHTe3H! TeTePOIHKIH-
UeCKHX CcOelMHeHHH», 9, ctp. 27), moAfepKuBas TeMIepaTypy
Huxke —70°. KpacHo-kOpHUHEBYIO PEAKIIHOHHYIO CMeCh MepeMelliH-
BAIOT NpU 3TOH TeMnepaType elle 15 MHHYT, KaneJbHYI0 BOPOHKY



32MeNsIOT BOPOIKOi /151 NIOPOLIKa H, IIPH SHEPTHUTION jlepenerlt-
BaHHK, OCTOPOXKIO J00ABJIAOT U3BLITOK TOHKOH3MEALUCHIONO CY-
xoro abna (npumeuanue 2). Ilpu sTom Bhiiadaer Heblil OcaJl0K |
TemmepaTypa BHauale OBICTPO nopHUMaercd IIpUMepHo 10 —40°,
2 3areM MOHIXKaercss (npuMeuanue 3). Ynaxsawor 6aHo M CMECh
MpOAO/KAIOT TepeMellnBaTh B reyenne 1—2 wacos. llpx
remneparype oOkoa1o —20° R06aBasAoT 75 MA BOABL H D MA
KOHI[@HTPHPOBAHHOM COJSHOM KHCIOTDL, pasiesior caou u 3Qup
IIPOMBIBAIOT 9% ma pombi, OObenunenHbie BOAHbIE 3KCTPAKThl
OXMAXKAAI0T H HEHTPAIM3YIOT ~PaCcCUHTAHHBIM KOJHYEeCTBOM
CONSTHOM KMCAOTHl (mpuMevanue 4); Bblllafaet KpeMOBBIl 0CaZ0K
kica1oThl, CMech OCTaBJISIOT B XOJIOH/IbHHKE Ha 11OUb. Kpucradibl
OT(HILTPOBHIBAIOT N CyIIaT HA BO3JyXe.

Buoixox 23,7—24,3 e (92—94%); 1. ML 100—101° (¢ pme-
xapOoKcUAUPOBanKeM) (mpuMevaHue 5).

Anud TuA304-2-KapGoHOEOL  KucaoTbl B MOJYIHTPOBYIO
TPeXropaylo  KpYI/OJ0HHYIO KOJI6Y, CHA0KEHHYIO MelaJaKoi,
TePMOMeTPOM 1 rpajlyipoBaHHOMH KarnepHOIl BOPOHKOIl ¢ TPYOKOH,
VvpaBHUBaWIlell 1aBJenue, NOMenaoT 32,3 2 (0,25 mo.11) THA30J-~
2-KapGOHOBOK  KHCJIOTHL H 200 ma cyxoro terparnapodypana
(npumeuanue 6). 3arem, OxJaaxnaad, npuupatot 36 ma (0,257
MOsif)  TpM3TAJIAMHHA  (NpHMeuanue 7). Comepxumoe KOJIOH
nepeMelHBaloT i OXJ/IaX»AatoT 10 —-40°. K rycToit Mmacce B Teueilne
10—15 MHHYT [PHJIHBAIOT MO KalisiM pactBop 245 ma (0,257
MO.151) CBeJKereperHaHioro 3THJIOBOTO 3¢upa XJI0PMYPaBbUHOIM
KueaoTsl B B0 ma cyxoro Terparuapodypana, HOLIEpKHBA
temmeparypy okosno —40°. Peakuuonnylo macey nmepeMelInBamT
3 yaca, MOC/IE YETO TeMMepaTypy MOHHXKAT MPpUMEpHO 0 -—70°
{ uyepe3 KalelbHYI0 BOPOHKY B TeyeHHe 5 MHI'YT [PUJAHBAIOT
15—20 M4 uakoro ammuaka. [Ipu 3TOM TeMnepaTypa MOZKeT
nonuATbest npumMepno o —20% yAaIAT OXTaXKAAIOIYIO 0aHo,
mepeMellHBaHHe TIPOAOJKAIOT B Teuelne 0,5—1 waca u cmech
OCTaBJAIOT Ha HOUb AJ8 3aBeplIeHHs PeakluH U yaJeHndA 1306BIT-
ka aMMuaka. Jlalee peaKUHOHHYK CMeCh NpH HepeMellHBaHni
HarpeBaloT 0 KHIeHHs, OTHUIBTPOBLIBAIOT B TOPAUEM COCTONHNM
1 0CajiOK NMPOMBIBAIOT HAa (PU/bTPE ABYMS MOPLHAMH (o 50 ma)
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reryioro Tetparuapodypana. Oobenlellble pUABTPaTL BHINADH-
paloT B BakyyMe (mpumedanne 8) W MOJAYUaIOT IPAKTHYECKH
KOTHUECTBEITbBIH BHIXOJL CBETJIO0-JKEJATOro TBEPAOro BeulecTia ¢
r. i 100-—109° Ceipoil aMua NePeKPHCTAMIHIOBLIBAIOT - 13
50 ma 50 -moro 3TWJI0BOrO cnupta (mpumedanwe 9).

Buixon 224 287 o uan  70,0—80,3%  TeOpETHUECKOTO
Koauuecrsa; T. ma. 117—118°

AMua THaz30s-2-kapOoloBOH KHCIOThL, C,HN,OS, wmoa. sec
198 15—GecuBeTHbIE KPUCTAIIbI, pacTBOPUMbIE B BOJE H OGBIYHBIX
opralifuecKux pacTBOPUTENAX:

NMpumeuanus

I. w-Bymaautuit  noayuen no Jlxoncy n Inapmany [1].
[lesecooOpasnee aucrepcHpoBaliye pacnlaBienioro Meranidae:
CKOTO JuTHsT B NapauioBoM Mac/e 1 atMochepe a30Ta ¢ rnocsie-
AYIOLIAN  NPOMBIBAHHEM JMCPOHIION, 4YeM peska MeTalla Ha
MeTKIEe KYCKH.

9 MoJKHO TaKKe HCIOTb30BATbh OOBIUHBIA Cnocod kapbounu-
3aLHH— BJHBATL PEAKIHOHHYIO CMech NpH  IepeMelllHBainn B
Kuakyio maccy 200—300 e cyxoro .sibl1a 200—300 .1 acbupa,
HaxOonfNIyIOCs B OLHOJHTPOBOM KPYTJIO0ACHHON KOJ0€e; B ITOM
ciyyae BBIXOJ THAa30.1-2-KapGOHOBOl KHCJOTH  HECKOJbKO CHHU-
saeTcsi[2]. DTOT MeTOJ CaellyeT NPUMelsiTh [Py NPUTOTOBIEHHH
GoMpUIKX KoJguuecTs, yeM 0.2 moas.

3. Hyxro cTeluTb 3a TeM, yro6pl BHaAua e B DPeAKIHONHOH
KOn6e He BO3NHKaJ0 M3OBITOYHOE JaBiIeHHe (n1a 6e3onaciocTH
MOKHO NPeKpaTHTb BBOJ a30Ta); OCHOBHVIO  MOPIHIO TBEPJAOH
ABYOKHCH YTaepofa He cleiayeT A004BIATD, TOKa lie CHH3M1ACh
MaKcUMadbiiasi Temneparypa.

4. MoJApPHOCTb KOHLEHTPUPOBAHHOMN COJAHON KHCIOTH ITPH-
Hunaercs paBuoil 12. Jlannbie 0 KOJIHUECTBE KHCIOTH, HeoOX0 -
MBie 51 1tefiTpain3alin, OnpeaeIsiorT OObYHbIM ABOHHBIM TUTPO-
pannen s¢guplioro pacrsopa H-OyTuLIATHA [!].

5. BemecTsBo NpurogHo ads moayuenus amuia. Kuetora
MOMKET ObiTb OUHIENa pPacTBOPEHUENM B BOAIIOM pacTBOpe VT.Ie-
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KHCJIOTO KaJTHs, OXJazK el HeM i 0CayK1eHHeM KOHLeNTPHpPoBaniiol
coasinoil kucaoroit npu pH 1—2. Tuason-2-gkapbounopas KHcI0TA
TepMHUeCKH HeyCTOMYHBa (nexapGoKCHAUPYeIC) H ee CaelyeT
XpanuTth Ha Xxosoay- Orucanmbii  Bbillle crioco6  Mo)KeT ObIThb
IpUMeHen AJs MOJTyYeHHs APYTHX TeTepOIUK/IHYeCKUX aMiTHOKHC
JOT, TaKHX, Kak 4-MeTW/ITHa30J-2-kapOoHOBasl KUCIOTa [2] u
N-6enswuMiuaasot-2-kapoonosast kucsiora [3].

6. Terparuapodypan OuHlIeH KUIsIYEHHEM C rpairysuposali-
HBIM eJKMM KaJu, NepersHan Haj naTpHeM npy teMneparype
65—66° 1 ocrtaByel Hajl HaTpUEM.

7. TpusTHaaMHil  BBICYILieH 11a/l TPAHYJTHPOBAHIIBIM - €KUM
KaJu.

8. Mcnoab3oBan poTanHoitibifi Henapuresab NP TeMIepary-
pe Boasinoii Ganu 30—40°; BbinapuBaHHe cJjeayeT JOBOAMThH
TOMBKO [0 CYXOTO COCTOSAIIMSA, TakK KakK BemecTBO CKIOHIO K
CyOAUMATIHH.

9. Ilpu mepexpucralIn3alny HeoOXoAHMO nepeld (puabTpoBa-
HHeM oXJaaautb pactBop o 0°. Oxsaskaas ¢uibtpar o —20°
MOXHO NIOJYUdTH eme 9% npoiykra ¢ T. M. 107°.

Jpyrue cnocoGsl NMoJy4eHus

Amug THazoa-2-kapOoiloBOH KHCJOTH, KPOMe CMelIaHHOro
anrpapuanoro cunresal[*], noayuen u3 3sTHAOBOrO  supa u
amMuaka [°], npud OKHCJAeHHH mnepMmainranaroMm  3-(2'-Tuaso-
Jng) ananunal®].

1. R. G. Jones, H. Gilman, ,Organic Reactions*, vol. V'I. New York
1951, p. 352.

9. P. E. Iversen, Acta Chem. Scand., 22, 694 (1968).
3. P. E. lversen, H. Lund, Acta Chem. Scand., 21, 279 (1967).
4. H. C. Beyerman, P. H. Berben, J. S. Bon'ekoe, Rec. trav. chim.,

73, 325 (1954); [C. A., 49, 6220 (1955)].
5. H. Erlenmeyer, R. Marbet, H. Schenkel, Helv. Chim. Acta, ¥8, 924

(1945).
6. J. M. Waiswisz, M. G. van der Loeven, B. te Nijenhuis, I Am.

Chem. Soc., 79, 4524 (1957).
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AMUL 2-®YPHUJ-O-BEH3OMWJITJIMKOJIEBOW KUCJIOTbI

ﬂ\ UCHCN —ﬁfl E\ UCHCONHu
o o7 ¢

OCOC,H, OCOC 1,

Iposepua: O. JI. Munonan, 9. P. Baraacapas

NNonyueHwue

B HOJayJAUTPOBYIO KPYTJOAOMIIYIO UeTLIPeXropaylo Kooy,
cHabxennyro 0o0paTibiM  XOJOAWALIIMKOM ¢ XJ0PKAJbIHEBOH
TPYGKOH, TEPMOMETPOM, MellaJdkoil M rasooTBOALONH  TPYOKOH,
nomenator 23 e (0,1 moas) nurpuaa z-¢pypua-O-6eH3ouarauko.e-
BOH KucaoTbi (cM. «CHHTE3bI reTepOnHUKJIMUECKHX COeIHHenni»,
3, crp. 81), 120 ma aGcomornoro spupa u 0,8 #a BOALI (MpuMe-
yanpe 1). Coaepumoe k0Ja0b oxJdaxaaor 10 0° (npumevanue 2)
U HacHIAIOT NPH NepeMelidBaHui  XJIOPHCTBIM  BOAOPOAOM B
Teyenue 1,5 yaca (mpumevanue 3). Ilpu 3ToM i1auaIbHBIH CBeTAO-
JKEJTBI PacTBOP HECKOJIbKO TemueeT. IlepememdBanue cmecu
MPOJOJIKAKT WpPH TOH Ke Temneparype B TeueHue [—2 wacos,
dareM pofaBisiior 30—40 ma abcoaroTHOro 3dhHUpa, LHPOMBITOrO
BOLOH (mpuMedanue 4}, u 0CTABJIAIOT B XOJA0AUAbHHKe nipd (7 Ha
aBoe cyToK. Ilo ucredyenuu 3TOro BpeMeHu Ha AHe KOJGB OcefatT
CBETJIO-Cephble KPUCTAMNbL. JPUPHET €107 JeKaHTUPVIOT, OCTATOK
B KOJ16€e npoMbiBatoT 30 s abecoTOTHOTO 3hUpa, a 3aTeM ABa /b
nerposeiibiM adupom, nopuuamu no 30 xa kaxaas, Orduabtpo-
BbiBAlOT, MPOMBIBAIOT Ha QHUIbTpe neTposedHbBM 3pHpOM H
BBICYHIHBAIOT B BaKyyM-3KcHKaTope. BbiXoja cbiporo npoaykra ¢
T. 1. 130—132° cocraBaser okaao 20 ¢. Beuiectso pactsopsiior
B 30 M2 aBCcOJIOTHOTO aneToHa, KUMATAT ¢ O6PATHBIM XOJ0AHIb-
HUKOM B TeueHHe 2-—3 MHUYT, GUIBTPYIOT, GUJIBTP HPOMBIBAIOT
5 ma anerona. K ¢uabrpary pobasasitor 200 ma metposaefiHoro
3dupa, BLAETHBIIEeCS BEMIECTBO TMPH OXJAXKIEHUH PacTUPAIOT,
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noJIyuRliible KpHCTadIbl OT(QHILTPOBLIBAIOT 1 npomeiBatoT 20 1
netpoaeinoro 3hupa.

Boixon 17,5—18,0 2, 4To cocTaBasaer 70,5—72,5% Tteoperuye-
CKOTO KojuuecTBa; T. M. 133—134"

AMup a.-cpypHﬂ-O-()e113onnmnxo,1euoﬁ kucaoTsl, CigHyNOy,
MoJL. Bec 245 24—0eible NJACTHHYATBIE KPHCTAMLIBL,  XOPOMIO
pacTBOpPUMbIE B CIHPTE, aleTOHE, sdupe, HepacTBOpHMbie B BOIE.

NMpumMeuanud

1. Tlpu yBequueHHH KOJTHUECTBA BOABI MPOHCXOMUT THAPOIHS
¢ BblaejeHueM OeH30HHOH KHCJIOTHL.

9. TNopblllieHHe TeMIepaTypel CIOCOOCTBYeT THAPOJIHU3Y.

3. Mpu 11eg0cTaTOYHOM KOJHYECTBE  XJOPHCTOTO BONOPO-1a
yacTh HATPUIA 11€ Y4aCTBYeT B Peakllu, a npH GoablIeM H30LITKE
NPOUCXOJAHT THAPOIU3 C BbIACJTCHHEM 6eH30UHON KHCIOTHI.

4. Tlpumensiercs yBJaXKHeHIbH  3¢up. cnocoGeTBYIOLIHH
3aBepllenyio PeaKilHH.

Jlpyrue crioco0b1 MOJyUYeHust

Amug 7-ypui-O-6eH301ITTHKOEBO! KHCIOTH OB MOTyyen
TOALKO OHCAHNBIM Dbillle crmocoboM[!]-

1. F. Nerdel, W. Kieeberg, G. Schonewald, Chem. Ber., 87, 276 (1954).
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1-AMUHOMETHJA®TAJIA3ZOH-4
(1-AvmiomeTna-4-0kco-3,4- muruApodranasmii)

AN, CO L € -co
T - cH,CONHCH,COOH —> 1 H O N 0O
AN N N0 -
Coll:
CONHNH,
l
CHNHCOCH; CH,NH
|
HLNNH,-1LO 2N Ry HC!, NaoH /\/\\
- > | : —
\v\/NH \/\/ NH
0 0

Mpennoxumn: A, H. Koer, A, C. Tlyoaxionac
Mposepuan: M. T. Cpuropsan, B. I'. Adpnxan

Moayuenwune

2-Penur-4-prarudenoxcasoron-5. B kpyIJI0AOHIYIO  TOTY-
JUTPOBYIO TPEXTOPAYIO KOOy, CHAOKEHHYIO MEIIaJIKOH, TepMO-
MeTpPOM # OOpATHBIM XOJOJMJIBHHKOM, NOMEIIAlT XOPOLIo pas-
MeJipueHHylo cMech 37 e (0,25 mouss) ¢Tagesoro  aHruapuia,
448 2 (0,25 moas) runnyposofi  kucaoTel, 20,5 e (0,25 mo.aa)
CBeXKEIWIaB/1eHIIOT0 YKCYCIIOKHCAOrO aTtpus u npuiausaior 90 i
YKCYCHOTO aHrupuaa. Xopollo nepeMelldBas, HarpepaioT 2 gaca
npu temnepartype cMmecn 100°. Tlo okoHuauun AAIOT OX.1aAUTHCA
a0 70—75° u npu nepeMewiuBanuu npusauBalor 150 ma ropsiuedi
BOJB. BbiienuBmuiics ocajok OTCACHIBAIOT W MHOTOKPATHO
NMpOMBIBAIOT ropsiueid BOJOH, 3aTeM aneTOHOM, IOKa BbiTeKarolias
XKuakocerb  craner OecuBernoil.  Iloaywaror 47,0495 ¢
(64,5—68,09%) npoaykra ¢ 1. ma1. 256—257° (¢ pasJoxenue)
(npumeuanue 1).
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l'udpasud »-6ensouranuno@rarason-4-us-1-ykcycroi Kucio-
7o, B DONyJAHTPOBYIO TPEXTOPJYIO KPYIVIONOHHYIO KO0y, cHa-
A{eHHVI0 Mellasko#d # 0OPaTHbIM XOJNOAWJIBHHKOM, IMOMeniarT
170 ms ruaparta rufpasuna, Koady 0XJ1axKJamoT JeAdHO!l BOZON U
Opu TepeMemuBanud B Tedenne 10 MuHyT npubamadoT 58,3 e
(0,2 mona) 2-penna-4-QrTanuaeHOKCa30J0HA-D. Y IAII0T 0XAaXK-
JaloMyo 0aHio i, lie lepecTaBast nepeMelllMBaTh, IarpeBaloT peax-
[IMOHHYIO CMecb [0 Kurenud. Korma cMech Hauunaer KHIETb,
OpeKpalanT Harpesanie u, yaaJuB O0aHIo, OCTABISIOT DU KON -
HAaTHOW TeMmmOeparype /sl OCTBIBaHHS. BoipenuBluuiicd ocajloK
oTcachlBaOT, mpombisaloT 50 M4 THApPATA THApPA3HHA, TAKHM Ke
KOJMUUECTBOM COMPTA U IepeKpPUCTANNH30BbIBAIOT 13 185 ma
sTuaenrukoad. oayuator 25,0 —27,0 ¢ (37,0—40,0%) peulecTna
0e.TOr0 1BeTa, MJIABSILIErocsl ¢ pasJjoxKeHueM npu 264 —265°.

T'udpoxaopud I-amunomerusrgprarasona-4. B nurposvio aBy-
TOp.IyI0 KO0y, CHaGKEHHYI0 TepMOMeTpOM H O6pPATHHIM X0J10-
JHJILHHKOM, NTomentatoT 33,7 2 (0,1 mMonst) rugpasnna o-GeHsoun-
aMHHO(pTana30H-4-ua-1-yreycHoil kucaoTsl, 400 ma 30 Y -Hof cous-
HOH KHCJIOTH M HarpesatoT 48 uacos npu 105°. TTocae oxaaxaenus
BBITAJaeT OCafOK, KOTOPHIH OTQHALTPOBLIBAIOT M cymar. s
yAagenus GeH30HHOH KHCIOTH BemecTBO MepeHOCsT B CTaKak,
npunnsaior 200 x#a abcomoTHOro 3dHpa, TIIATENLHO HepeMellH-
BAIOT CTEKISTHHON najioukol u duanrpyror. [lepekpucraanusanuio
npoussodsat u3 100 ma Boaw. IMonyuator 18,7—19,2 ¢ (88,3—
91,09%) ruppoxaopuzaa c 1. ma. 307—308° (c pasaoxkenuem).

I-Amunomerurgprarason-4. B xoade dpaenmeiiepa eMKOCTbIO
100 w4 pacrBopstor mpu Harpesauus B 50 ma Boawl 21,2 2 (0,1 mo-
J151) THapoxaopuaa l-amunomerundranazona-4 u 4 2 (0,1 moss)
€1KOTO HaTpa, QUIbTPYIOT U OXJaXAAI0T GUILTPAT (NpUMeYaHie
2). BeikprcraanusoBapmuficss MpoayKT OTcaChiBaioT, TPOMBIBAIOT
15—20 ma jgemsanoH BOABI U cymiar. :

Beixon 15,7—16,0 ¢, wiu 89,7--91,4% rteoperuueckoro
KoauuecrBa;, 1. ma. 201—202°.

I-Amunomerundranason-4, CoHoN3;O, wmoa. Bec 175,19 -
GecluBeTHOe KPHCTA/IHUECKOE BELIECTBO, PACTBOPHMOE B METHJIO-
BOM, STH.IOBOM CNHPTaX, MAHOKCAHE # HEPAcTBOPHMOe B 3dupe,
6eH30.Te.
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NNpumedsaHus

1. 2-denna-4-prajugenokeasonoi-d  Noayden  MeTOAOM
ApJaenneitepall].
~+ 2. Jlas nonHo# xpHCTA/UIH3ALMH  PacTBOP Jyullle OCTABHTDb
Ha HOYb B XOJOAUJIbHUKE

JpyTHe cnocoGbl NnoJyyeHust
l-AMuHOMeTHIdTANA30H-4 TOJYyUeH B BHAE THAPOHOAUTA
BOCCTaHOBneHHeM l-nurpomeruidranasona-4 fOAUCTOBOAOPON-

HOH KHCJoTOH H KpacHBIM (ocdopom[?].

1. E. Erlenmeyer, Ann., 275, 1 (1898).
2. M. A, Maukauosa, T. {, Bauar, )KOX, 28, 2798 (1958).
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3-(3-AMHHO3THJI)HHIOJ

(TPHNTAMHH)
]/\H | |//\|| [CHCHaNH:
" VHNH - 0 CCH,CH,CH,CL > Q"N

Tpepnoxuau: Y. Y. Tpanabepr, H. K. bo6posa
Iposepuaa: T. U. 3ysHosa

NNoanyueHue

B 1oy HTPOBOH KPYTJIOAOHHOM KoJOe, cHabKeHHoi MoUl-
HBIM OGDATHBIM XOJOJHJIBHHKOM, CMeIIHBAOT pAacTBOPbI 10,8 &
(0,1 mousst) peHuATHAPASHHA (npumeuanue 1) B 100 12 80 %-Horo
stuioeoro crnupra u 10,6 2 (0,1 MoJist)  CBexeNpHroTOBJEHHOTO
Y -XJOPMACJAAHOTO aNbIEeTHAA (mpumeuanne 2) B 200 a2 3THIOBO-
o CIOHpTa U KUISITAT Ha BOASHON OaHe B TeUEHHE 6 yacoB. 3areM
B BaKyyMe BOJOCTPYHHOTO HAcoca OTTOHSAIOT PACTBOPHTED, CYXOH
OCTaTOK THAPOXJIOpHAA TPUITaMHHa pacTBopsior B 100 a2 0,1 1
pacrBopa COJISIHOH KHCJIOTHl M 3KCTPATHPVYIOT HeATpasabHble OPH-
MecH 45 ma sdupa (3 pasa no 15 ma). Boaubiii ciroit moamesna-
YHBAIOT €KUM HATPOM W BBbIAENUBIIHHCS TPHUOTAMHH SKCTPaArHpy-
1oT GenzomoM (tpu paza mno 30 ma). BeHsonbHBIA  3KCTPAKT
GUILTPYIOT, BHICYIIMBAIOT HajA TPOKAACHHbBIM  CEePHOKHUCABIM
HaTpHeM, OTIFOHSIIOT PACTBOPUTENb B BAKYYMe BOJOCTPYIHHOTO
Hacoca M Macjoo0pasHblil OCTATOK NEPeroHslioT B TOKe CVXOro
aszoTa, cobupas (pakumio, Kungmyo npu 185—1887/0,5 ma.
[MonyuenHoe KeaToBaToe TyCTOE Macio OBICTPO 3arBepleBaer.
[Tpu HeoGXOOUMOCTH MNEPEKPHCTANIN3OBBIBAIOT K3 50 x4 cmecH
netpoJeiinoro 3¢upa u Gensona 3:1.

Brixox 11,2 e, win 70,0% rteopeTHueCKOro KOJHUECTBa; T. I
112—113°,
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Tpunramut, C1oHoNg, Mo, Bee 160,20—0c¢iabie O.1ecTsiulne
KpHCTAJIIEL  C XapPakTepilbiM, HEMPUATIILIM  3a11aXO0M, XOPOUIo
pacTBopHMbIe B cOHpPTE, 3(Upe, Beli30.€, MA0X0—NB feTpoJieHioM

sdupe.

NMpumeuanusd

1. Ucnonb3oBan ApoAaKHLIH (DEHHITHAPASHH-

2, ~-XJopMmacasnbifi anxbIerui ¢ T. KHIL 52—537/16 auu, nj
1,4481, nonydyeH BOCCTAHOB/JEHHEM XJODAHTHAPHJIA | -XJI0pMacas-
HOH kucaoThi['] B Terpasmune npu 130—140° mo Posemymnay c
BBIXOMOM 65% 1no Mertoauke Jlodprhuabaa [2].

JIpyrue cioco0pl MoayyeHust

[MepBBlil cHHTe3 TpPUNTaMHHA ObLI OCYINECTBJEH IO METOLY
dumepa u3 7-ampHOOyTHpOAUeTaAd U  ennarnapasunal3];
TPHIITAMUH NOJYYeH TaKxkKe BOCCTaHOBJEHHEM HHIOJUIAIETOHUT-
puia HaTpueM B cnupre[*] HJIH aJIOMOTHAPHIOM JHTHS[®].
Onucan CHHTe3 TPHITAaMHHa C BBIXOAOM 46% B3aumomeHicTBHEM
TWJIeHNMUHa ¢ OpoMHCTBIM wHaoduamarauem[®]. Ilpusenennas
BBIlIe TpoIuch pa3paborana M. M. I'panndeprom u corp.[7].

. W. Reppe, Ann,, 596, 190 (1955).

. R. Loftfield, J. Am. Chem. Soc., 73, 1365 (1951).

A. J. Ewins, J. Chem. Soc., 270 (1911).

R. Majima, T. Hoshino, Ber., 58, 2042 (1925).

C. Jones, H. Herbest, G. Smith, J. Bentley, Nature, 169, 485 (1952);
P. E. Norris, F. I. Blicke, J. Am. Pharm. Assoc., 41, 637 (1952).

6. R. Bucaurt, J. Valls, R. Joly, TTar. CILIA 2. 920. 080 (1960); [C. A.,

54, 13018 (1960 )].
7. U. Y. Tpaunbepr, T. Y. 3ysuosa, H. W. Adounna, T. A. lparosa,
Ant. ceup. CCCP Ne 192818 [Broaa. u3o6p., Ne 6 (1967)].

o o
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4-(a-AMMHOSTl/lJl)Hl/lPMD.l/lH

CH,CO CH;CHNIICHO CH;CHNH.
; [ |
N HCOOH N,  HCLNaOH AN
) weow Zs T —— (]
XN XN XN

[posepusn: B. E. Bazanay, A. T. CamonypoBa

NoayyeHnHne

4-(1Jﬁopmuﬂamuﬂosruﬂ)nupuauﬂ. B kpyrJog0Hiy0 YeThl-
pexropJayio Kojily eMKOCTBIO 950 M4, CHAGKEHNYIO MEMIasKOi,
o6paTHbm4xonoanbHHK0M,KanenbﬂoﬁBopOonﬁ11TepM0MeTp0M,
momemarot 63,0 e (1,4 Mona) (popmamuia H, NVCTHB B XOZA
MellaJIKy, HarpeBaloT COAEPKUMOe koa6ul mo 160°. Ilpu Temre-
patype 160—165" B TeueHune 30 MuHyT TNPHKaNbIBAIOT PAaCcTBOP
12,1 2 (0,1 Moas) 4-aueTHIANUPHAHHA (cm- «CuHTE3bI TeTEepPOLHK-
JTHUECKHX CoefuHeHHii, 7, crp. 17) B 15 ma 98%-Hoil MYpaBbHHOM
KHCJIOTHl ¥ cMech Harpesaior npu 160—165° eme 1,5 uaca. ITocae
OXMAKIEHHS 10 KOMHATHOH TeMIepaTypsl COAEPIKHMOe KO/IObI
pauBaloT B 100 mMa BOAB W IOAIIENIaYHBAaIOT 35—40 % -HBIM
pacTBOpOM €IKOTO Hartpa Jo pH 11. INoayuenHblit pacTBOp
N0ABEPTaloT HENpephiBHOM IKCTPaKUHNH supoM B Teuenne 20—30
yacos. DUPHBIA PACTBOP CYIIAT CEPHOKHCJABIM HATPHEM H TIOCTE
yAaJeHusi PACTBOPHTENs M CIel0B (opMamuia B BaKyyMe BOJO-
cTpyiiHOro Hacoca (MpHMeYaHHe) OCTaTOK NEPEroHsiT B BAKYYME,
cobupasi MPOAYKT, KHISMHUHA TpH 172—177°/1 mm. Boixox 10,0—
104 e, wiu 66,6—69,3% TeopeTHUeckoro KOJHUeCTBA. BemectBo
npH oxJMaAeHud Kpucrasiusyercs. IIpu mepekpucraaausaniy
u3 abcoaioTHoro 3Gupa mosyuatoTcs Oesible TNpU3MaTHYECKHE
KpHCTaMIBL C T. 1. 54—55°

4-(a-Anunodrus)nupudur. B KpyrJaI010HHYIO KOOy eMKO-
cThio 250 M4, CHAGXKEHHYIO 00PATHBIM X0JI0AU/IbHHKOM, TOM € AI0T
15,0 2 (0,1 moisi) 4-(a-(pOpMUIAMHHOITHI) IHPHILHA, 70 AA 8,5 H
COMAHON KHCJAOTH M CMeCh KMIATAT B TedeHne 4—>5 wacos. [locue
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OXJaXKJeHHd pacTBop MmojulesauuBalor 35-—40%-HbIM PacTBOPOM
enkoro Hatpa jo pH 11 u noaseprator HenpepLiBloi 9KCTPAKIHH
spupom- DPUpHBIE pacTBOp CcymaT CEePHOKHC/IBIM  HaTPHeM H
foc/e yaajdenus pPacTBOPHTEN OCTATOK MePerotsiioT B BaKyyMe,
co6dapasi MPOAYKT, KUTSAUIMH TPH 110—112°/20 ma.

Beixon 9,3—9,9 e, uiaun 76,0—81,0% TeopeTHYECKOro Ko.aude-
crBa. 4-(%-AMHHOSTUN) THPHAHE, C;HioNy, mou. Bec 122,17, nf;
1,5336—06eciBeTHas JKHAKOCTb, pacrsopuMa:n B OBBIYHBIX Opra-
HUYECKHX pacTBOPHTeNdX.

MpumeuaHus

OTronky ocTatkoB GopMaMujia HeOGXO/UMO MPOBOAUTL lia
Kumsiiieli BOAAHOH OaHe MpPU OCTATOYHOM  JaBJEHHH HE oo.Jee
10—12 mm.

Jlpyrue cnoco0sl noayueHus

4- (2- AMHHOSTHI) THPUAHH MOZKET OLITb HOJYUYEH BOCCTAHOB-
JeHueM OKcHMa 4-aleTW/IfHpHAHHA  BOAOPOAOM B TPUCYTCTBUM
cKeneTnoro Hukenaa['].

IIpuBeeHHBIH  BbIIIE crioco6 omucan B padore I'. Cmuta u
B. Paesckoii[?].

1. H. G, Kolloff, 1. H. Hunter, J. Am. Chem. Soc., 63, 490 (1941
9 H. E. Smith, V. Rajevsky, J. Heterocycl. Chem,, 5, 715 (1968).
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N-BEH3HJ1-2-UMHUOA30JAJBIAEIUA

N ——N 5 —N
o =L 3%
N (- CHaOH (- CHo

| |
CH,C,H, CH,CgH; CH,CeHs

IIpennoxumri: I1. E. Hsepcen, T'. Jlyua
ITposepusi: I'. Ulpoaat

IMMonyueHue

N-Bensunr-2-oxcumerusumudazos. B ToACTOCTEHHBIH coCy
eMKOCThIO 250 m.a (mpumeuanue 1) nomemator 31,6 2 (0,2 moas)
N-feusumumMugaszoaa ¢ 1. ma1. 71—72° (eM. «CunTeshbl reTepoinK-
JUYeCcKHX coeluHeHuil», 8, ctp. 20) u 60 ms 40%-Horo BOJAHOTO
pactBopa Qopmadasgeruia. Cocyx wmarpesaior jo 120—125° u
NOJ/IePKUBAIOT 3Ty TeMrepatypy B Teuenue 45—50 uacos. [Tocae
OXJaxJeHusd A0 KOMHATHOH TeMIeparyphl COCYA OCTOPOXKHO
OTKPBIBAIOT M CBETJI0-JKEITYI0 PeaKIHOHHYIO cMechb NPOMBIBAIOT
MeTaHO0JI0M My 3TaHoa10M {npuvedaHue 2). K cmecu npubasisiiort
55 ma 4H CcOJSHOH KHCAOTHL M PacTBOP BLITApHBAIOT AOCYyXa B
BaKVyMe Ha BOAsHOIl Oaie mpu Temmepatype Huxke 50°. 3atem
npubasasitor 50 M. abCOTIOTHOrO 3TaHOIA W CMech CHOBA BhIfa-
puBator gocyvxa. Kpueraaiuueckaii ocTaToK pacTBOpAIOT B ropauem
aGCoOMIOTHOM 3TaHoJe, oxJaaxaaloT u gobasasior 200—300 ma
cyxoro s¢upa. BoinaBlinii  rHAPOXIOPHA  OTQUALTPOBBLIBAIOT M
BbICYIIHBAIOT Ha Bo3AyXe. M3 MaTouHoro pactBopa Buinajiaer eue
He60ablIoe KOIHIeCTBO KpucTa 108, O6uiuit BLIXOA THAPOXI0DULA
N-6en3u1-2-okcuMeTnauMuazona  39,5—425 2, nwin 88—95%
TEOPETHUECKOTO KO.MuecTBa; T. M. 157—158° (nmpumeuanne 3).
JLast noayvdenusi ¢cBOGOJHOTO OCHOBAHHMS K rHAPOXIOpHAY N-Gen-
3UI-2-0KCHMETHIMMIIAa30.1a  [MPHOABIAIOT H30BITOK  BOJAHOTO
pacTBOpa VIIEKICI0Tr0 KaJufd M 3KCTParupylor ciadana 200 ma,
satenm 100 sz cvecu Metano1-3¢gup (1:1). CoeuneHnbie 3KCTPaK-
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bl BHICYLIMBAIOT HaJ GE3BOAHBIM YIJEKHC/BIM KaqHeM, yAAadioT
pacTBOPUTEDb B BaKyyMe BOOCTPYIiHOTO Hacoca, moayyast N-Gei-
3HA-2-OKCHMETHINMUAA30J TOYTH C KOJUYECTBEHHLIM BBHIXOLOM;
1. 1. 90—93° (mpumeyanue 4)-

N-Benzua-2-umudaszosaibdeeud. B Tpexropayr KpyrjaoaoH-
HYI0 KOIOY eMKocTbio 250 M., cHaGKennyio MellanKoi u odpar-
HBIM XOJIOIMJBHHKOM, ToMenialoT 5,55 ¢ (0,05 moaf) TOHKOH3-
MeJIbUEIHOTO CeJEHHCTOro aHruapuaa (npumeuanne 5), 10 mz
ponbl M 100 ma auokcana (mpumeuatue 6). Koady npu mepeme-
IIMBAHHH OCTOPOIKHO HATPEBAIOT, IOKA He PACTBOPHUTCS ABYOKUCH
ceqena, u npubasisor 18,8 e (0,1 mous) N-fernsu-2-0KCUMeTUI-
unuaasoda u 25 ma guokcata. CMech KHIATAT ¢ 00paTHbIM X010~
NUJABHHKOM IIPH MepeMelIMBAHNH B TeYeHHe 70—75 vyacos. Mosou-
Has 3MYJAbCHS BCKOPe CTAHOBUTCS MPO3PAYHOM M HAUMHAETCST 0CaK-
JleHue celeHa (BHaYaJge KPAacHOTO LBeTa, 3aTeM yeptoro). Tlocae
oXMazKIems CceJeH oTcachiBaloT (0koao 3,9 2) U NpOMLIBAIOT
JHOKcatoM. PacTBopuTeab YAadAloT B BaKyyme BOAOCTPYHHOTO
Hacoca, a ¥KeJToBaTbli MaCJISIHUCTHIi OCTAaTOK TNEDEroHAloT B
BakyyMe, cobupasd (paKiuio, KUIALIYIO MPH 121—125°/0,4 ma.
IIpu cTOAHUM B XOJOAUJIbHHKE BEWECTBO KPUCTALIUSYETCH.

Boixoa 12,6—14,9 e, uiau 68,0—80,1% TeopeTHYECKOTO
koauuectBa. N-DBensua-2-umupasojanbierul, C11HgN:O, moa.
pec 186,21; 1. kumn. 110°/0,1 mn, n¥ 1,5935—0GecuBeTHoe, 6e3
3amaxa MacJ0, PACTBOPUMOE B KHCJIOTax M GOJbIIMHCTBE Opratu-
yeckdN pacTBOpHUTeJEll, HO HEPaCTBOPHMOE 3 BOJE.

MpumMmeuaHusqa

1. ABTOpbl yNOTPEOWJIH JHMOHAAHYIO OYTBITKY ¢MKOCTBIO
250 414 ¢ CUTHKOHOBO#H PE3HHOBOIH NPOOKOK, OJHAKO MOXKHO TaK¥XKe
yrnorpe6.1sath TpyOKy Kapuyca win Apvrue anajgoruyhtie COCYJbl.

2. Tlpu 1enocpejCTBEHHOM  BbiTapHBaHMH peakinoHROH
cMecii CBOSOAHOE OCHOBaHHe OCTaeTcs B BHJE TYCTOTO CBeTJO-
WeJITOr0 HEeKPHCTAAIM3YIOWerocsl CHpofia, He HPUTOAHOTO A1
OKIICJEHHST CEeJTeHHCTHIM aHTHADPHION.
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3. Tlepexpucraannsalreii u3 abCONIOTHOTO 3Tali0Ta MPHMED-
HO ¢ 709 -HbIM BBHIXOJOM MOXKHO [IOJIYUHTbL OYE€HD YHCTbIA FHAPO-
XJA0pHJ ¢ T. m. 161—162°. Unetblii ruapOXJI0PHJ HE THTPOCKOMH-
qeH.

" QOcaXjeHie W3 MAaTOYHOTO. pacTBopa CyXuM 3(HPOM Aaer
[IPOAYKT, KOTOPBIH OGBIYHO c/aedyeT NEePEeKPUCTAMIN30oBATL Tepell
ynorpedaeHueM.

[eperpes mnpu BbiMapuBaHWM MM yHoTpebjeHie HEYHCTOTO
HCXOJHOTO BellecTBa MOTYT BBI3BATb 3HAUMTEJIbHOE CHMXseHHe
BBIXOJla KOHEUHOTO MPOAYKTA.

4. TIpOmyKT AOCTATOYHO YMCT /sl OOJBIIMHCTBA CHITETHYE-
ckux ueqeil. ETo MOXKHO OYMCTHTb MePeKPUCTA/JIH3auHel W3
toayona npumepro ¢ 10%-HbIM yMeHbIIeHHEM BbIXC/aA.

5. CeJeHUCTBI aHTHAPUL MOXKHO MPHUTOTOBUTD 110 MeTOAHKeE,
onucanuoii B c6optrke «Heoprauuyeckne cuurespi»['].

6. JlmoxkcaH OYHLEH TIEPEroHKOH HajJ €KUM HATPOM, T. KHIL
101—102°.

Jpyrite cnoco0bl moJyYeHHs

N-Bensua-2-umusaszonajbgerij, MOAYICH TaKKe OKUCIEHHEM
COOTBETCTBYIOLIEr0 KapOuHOJMa JBYOKHCbIo Mapranmal[?], peak-
nueii N-GeHs3una-2-UMHAA30MIUTAST ¢ AHMeTHapopMaMuioM[®] u
3/JeKTPOJUTHYECKHM BOccTaHOBIenHeM N-GeH3H.1-2-KapOOKCHHUMH-
Aasona Wiu ero ammuga [*].

1. R. H. Baker, R. H. Maxson, <Inorganic Syntheses®, vol. 1, New
York, 1939, p. 119.

9. H. Schubert, W.=D. Rudorf, Angew. Chem., 78, 715 (1966).
3. P. E. Iversen, H. Lund, Acta Chem. Scand., 20, 2649 (1966).
4. P. E. Iversen, H. Lund, Acta Chem. Scand., 21, 279 (1967).
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BEH30KCA30JIUJ-2-TYAHUHH

)

]NHz—LNCNHC//NH SRS /\H#N
OH " . /“NHC//

NH
2 X7 N0 “NH,

NH

d

Hposepua: T. P. Oscenan, [1. P. Axonsu

MMoaydeHHe

B kpyriogouuylo Koady emkoctbio 100 aa, cHadzxennyio
O6paTHBLIM  XO.10AM/IbHHKOM, TomemawT 10,9 e (0,1 wmoas)
O-aMHHOQEHOHak{ﬂoﬁaBﬂﬂKH‘paCTBop12.MA/KOHHGHTpHpOBaHHOﬁ
consinofl kucaotnl (d=1,176) B 15 ma stuaosoro crmpra. Ciuech
KHIATAT Ha BOAAHON GaHe B Teuenue 15 MuHYT. 3areMm J100aBl1sa-
1o 8,4 ¢ (0,1 Mosgl) AMuUHAHAMAMMAA H HarpeBaHHE 11POI0TKAIOT
eme 2 yaca. [Tocsae 3 yacoB CTOAHHSA JIDH KOMHATHOH TemMIleparTy-
pe 06pasopapliliecs KPUCTALIbI OTCACBIBAIOT M CYIIAT B BAKYYM-
sKcuKarope. Bpixog c¢bporo THAPOXJIOPHAA eH30KCa30.T1.1-2-
ryaHHAHHA cocrasaser 9,3—10,2 ¢, nau 43,7-—47,9% Tteoperuue-
CKOTO KOJIHUeCcTBa.

10,2 2 cblporo MpOAYyKTa pPacTBOPAIOT B 100 w2 kumaimei
Bogbl (mpuMeuatine 1), 400aBAAIOT pacTop 2,7 2 eJKOTO Kalu B
10 M4 Bonbl, BohimaBline XKeaTble KPUCTaMJIbl OTCAChiBAKOT, ABAZK-
Ibl TPOMbBIBAIOT BOAOK Mo 30 M4 ¥ cylIaT Ha BO3AYXe.

BBIXOH MOHOTHApATa 0€H30KCa30/IM1-2-TyaHu/In!a 5,50—6.3 2,
wiu 59,1—67,7% TeopeTHUeCKOTO KOJIHYeCTBa; T. TLT. 183—184°
(mpuMeuaHue 2).

Bensokcasoana-2-ryanuaut, CsHgN,O - HyO, woa.  Bec
194,20—KpHcTaAAMYECKOe BENeCTBO KeJTOro 1BeTa, pacTBOPH-
MOe B CIIHPTe, alleToHe, AMOKCaHe, FLIOXO pacTBOpuMoe B s(upe,
GensoJe, nerpoJseiinom adupe, HEPaCTBOPUMOE B BOJE.



NMpumeuanus

1. Ilpu cusibHOM HarpeBaHum K CT€HKaM KOJIOLI TPU/IHIAeT
TEMHBIH MacI000pasHblii NPOAYKT, ¢ KOTOPOTO PacTBOp CJeAyeT
JEeKaHTUPOBATD.

2. 1751 noTyYenust 4HCTOrO THAPOXIOPHAA pacrtBopsioT 5,3 2
MoHoruApara ocHoBanua B 120 ma cMecn aGCoIOTHOTO s(hHpa C
sraHodom (5:1) m oO6pabaTbIBAIOT HACLIIIEHHBIM  3(hUPHBIM
pacTBOpPOM XMOPUCTOrO BOAOPOJA A0 KHCJIOH DeakuuH. 3areMm
A06aBAsi0T  abCOMIOTHBI 3huUp A0 MOJHOTO BbINALAHHS TUAPO-
xaopuia  (okomo  150—200 ma). Ocagok OT(GUIBTPOBLIBAIOT,
JABaxKibt TpoMEBAIOT 3(upom (no 50 m4) W cyllat B BaKyyM-
skcukartope. Boixox 5,2—5,9 ¢, uau 86,6—98,3% Tteopernueckoro
KoJuuecTBa; T. ma. 260—262°

Jpyrue cnocoGnl noayyeHus

Cugpoxsopun  0eH30KCA30TWI-2-TYAaHHANHA  TOJyYEH M3
0-aMHHO(eHoAa U AULHAHAHAMEAA B NIPHCYTCTBHH BOLHOH COJISA-
HO#t  KHUCIOTHI[!], KOHIEHTPUDPOBAHHON COJNAHONH KHCJAOTHl H
cnupra?], a TakKe U3 THAPOXIOPH/IA O-aMHHO(DEHOA U AHIHAH-
auaMuga B crupte[?].

ITpoBepenntlit MeTo ocHoBaH Ha pabore Cmuta n ap.[2].

1. T. Urbanski, B. Skowronska-Serafinowa, H. Dabrowska, Roczniki
Chem., 29, 450 (1955); [C. A., 50, 5548 (1956)].

2. G. B. L. Smith, J. H. Kane, C. W. Mason, |. Am. Chem. Soc., 5,
2522 (1929).

3. T. Takahashi, A. Niino, J. Pharm. Soc. Japan, 63, 249 (1943);
iC. A, 45, 5120 (1951)].

)
<



2-bPOMTHA30J]

—N —
| NaNO,, NaBr ” I B
- \S/ T

Openaoxumt: T1. E. Usepcen, I'. Jlyaz
[Tposepusu: A. Bepr, C. P. [loaucen

MMoayuenue

B 1uTpOBYIO TPeXropJayio KpVIJOZOHIYIO KOAOY, cHA0KEHNHY
3(hPeKTURIION MelIaJKOH, TEPMOMETPOM 1 Kalledbliofl BOPOIIKOH ¢
VIJHHEHHbIM KoHIloM (mpuMedaiine 1), momemiator 120 2 (1,2 mo-
A1)  2-amunotnasosa (npuMedanne 2) n 400 ma 80%-uoi
docdopuoii  Kucaotel. CMech oXJda’kaalT B Oale cO JAbAOM H
COAbI0 M MmO Kamaam rnpuansaioT 180 ma KOHUEHTPHPOBAHHOM
a30THOH KHCaoTbl B TedeHue 20—30 MuHYT, HOpAepxKHUBaA
TeMrepaTypy cMecu Iuzke —b5°. 3aTeM NpUIANBAIOT pacTsop 89,7 &
(1,3 noa1st) nutputa HaTpua B 150 M4 BOXEI ¢ TAKOH CKOPOCTLIO,
yTOGBl TeMrepatrypa peaKkIHMOHHOI cMecu He ypeBbllaga —3"
(npuyeuatne 3). KpacHo-KOpMYHEBBI PacTBOP COMM AHAB0HHA
nepemeninBaior eule 30 MHHYT, He yAaIsid NP 9TOM OXJaxmawoo-
nyio 6aHilo (mpuMedasue 4).

B nATWIMTPOBOM TPexXrop.oii  KpyriaopoitHofi kKoqabe, cHad-
JKeHHOH MelllaJkoi, KarneJlbHOH BOPOHKOH MU cBODOJHO BCTaBJjIeH-
HOH BOPOHKOH, pacTBOPSAIOT MO YacTaM npu nepemMewminsauun 200 e
(0,8 moas) cepHokucaoii Mean B 600 ma Boabl (nMpuMedatne 5)
1 KOJI0Y MOrpyKaloT B 6aHio co JbAOM H COJbI0 (npuMedalide 6).

B .utposoit koabe pacreopsiior 2008 2 (1,95 moas)
GpoMucToro maTpusi (npuMedanue 7) B 250 ma BOALI U dYepes
KameJplivio BOPOIKY TPHOABISIOT K PacTBOPY CePHOKHCIOH
MeaH O HOBPEMEHHO C OXJaX/IEeHHLIM PacTBOPOM COJN JAHA30HHUA,
KOTOpBIfi HPHAMBAIOT Yepe3 CBOOOAIO BCTABJICHHVIO BOPOHKY C
TaKOH CKOPOCTHIO, YTOObI CMECh BCMEHMBAIach He O4eHb CH.ILHO
(mpuneuanue 8). Peakuuouiyio Maccy rnepemMelinBalor B Tedeliue
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1ouM A 3aBeplienus Bblgenenus asora. Kucayio cmech
yacTuugo HefiTpanusytor (pH 6—7) 750 ma 33%-noro pactBopa
eJIKOTO HaTpa M NeperoHsiOT ¢ BOAAHBLIM T1apOM M3 PeaKLHOHHOH
KOAGH, cobupad 1,6—2 4 AHCTUAIATA, COAEPKALIErO 3 HHKHEM
cl0e culpoii mpoaykT. Juctuagar noguienaunBaior 250 e yrie-
KHCJIOTO KaJusd M 9KCTParupylor adgupoM prauajte 300 a2, 3atem
JBa pasa nopupsamu no 150 ma. CoepvHetHble 3QUPHBIE SKCTPAK-
“Thl BBLICYIIMBAIOT 0€3BOJHBIM XJOPHCTLIM KaJblyueM, OT(PpHILTPO-
BLIBAIOT, PACTBOPUTENbL YAAJAOT HA IPPEKTUBHOH KOJOHKe H
MacJIsSRUCTBIA OCTATOK MEPETOHSIOT B BaKyyMe, cobupasn (ppakiHlo,
KHTISAUYo npd 56—62°/10 mm.

Boixog 146,0—149,6 2, uau 74,1—76,0% TeopeTHdeckoro
KoJuuecTBa (npumedanue 9).

2-bpomrtunason, C3HeBrNS, moa. sec 164,03—06ecusernoe
‘MacJO C HEerpHsTHbIM 3al1aXoM, ¢ TeMiepaTypoi Kuseuus 56,5—
57°/9 mm, n% 15895, pacTBOpHMOe B KMCAOTaX H OOBIYHBIX
«OPTaHMYECKHX PACTBOPUTEIAX, MAJI0 PACTBOPUMOE B BOJE.

IMpumMmeuanus

1. ABTODHI IPUMEHSIOT MeIIAJKY C JOMACTAMH U3 TedIoHa U
‘KOHell, BOPOHKH YCTAHABJAMBAIOT UyTb BLIIE JIONACTH MEIaJaKH.
Ecan ynotpedasioT TepMOMeTp Js HH3KHX TEMIepartyp, €ro He
cJeyeT MOTPyKaTh B Hadajde OmblTa, TaK Kak MpH CMEUIMBaHHUU
OpTaHHYEeCKOTO OCHOBAHHA C KOHIEHTPUDPOBAHHOH KMCJIO0TOH
BblaessIercs BGOJIbIIOe KOJMUUECTBO Terlaa.

2. Croco6 nonyueHusi 2-aMHHOTHA30J1a ONMHCAH B cOOPHHKe
«Oprannveckue peaxkiuus('].

3. Tlpu nmnpuMeHeHHH OXJaxKGAOUIEH CMeCH JbJda U COJH
npubasJeHue AAUTCA OKOJAO 45 MHUHYT- PacTBop HUTPHTA HATPHUS
BlladaJie cjenyetr A00aBJAATb OCTOPOXKHO, TaK KAk HauyHHaeTCHd
BbleJenne OKKHCJIOB asoTa.

4. Muorna pacTBOp COJM JAHA30HHSA MMeEET CK.IOHHOCTL K
‘CHJAbHOMY BCIEeHHBAHHIO. B TakoM ciayuae nmpekpailalor rnepeMe-
II¥BaHUe U PACTBOP yHnoTpebJasiior HeMeadeHHo. MoxKno n3bemxarth
BCIEHHBAHHUS, €C/IH TIPOBOAHTL AHA30THPOBAHUE TIPU TeMmepaType
—10—12~
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5. INpumerHenne OOJbIIUX KOJIHIECTDH CepIIOKHCJION MeJHu 1€
HOBbIIAeT BbIXOAA.

6. BoJaee yao6HO HCIOAB30BATL B KauecTBe oxjaxjialoniei
Ganu GOTBILOJ MeTaJJHIeCKHii COCYH, YCTAHOBJIEHHbI! Ha Harpe-
paolieficsd MJIMTKe, YTO JaeT BO3MOXKHOCTD Harpepartb €€ Hero-
CPeACTBEHHO, OOJIeryas 5THM IMePeroHKy ¢ BOASHBIM TNAapOoM.

7. MoMKHO NPUMeHATb M OPOMHCTHIH Ka/auil, HO OH Menee
pacTBOpHM H TpeGyeT XBOHHOrO oObeMa BOJBL.

8. Ipu 5hdeKTHBHOM OXJaXK[JeHHH U TepeMellnBanny f1pu-
fGaBJeHHe pAcTBOpa COJM JMA30HHS 3aHMMAer 5—10 MunyrT.
HyHo ObiTh OCTOPOXKHBIM NpH NPHOABIEHHH TIEPBLIX TOPILUH,.
KOTOpbLle He JOJIKHBl OBITb OueHb OOMBIIHMH.

9. TloayuenHbiii MPOAYKT AOCTATOUHO YHCT /151 GO.bIIHHCTBA
esedl, 0IHAKO PEKOMEHyeTcsa f1epej] XpaHeHueM BHOBDb IleperHarh.
ero, cobupast npu 3ToM ¢ 95%-HbIM BBIXOXOM HPOAYKT C T. KHIL.
55,5—57,9°/9 mm. TIpu AJUTETLHOM CTOSHAM BELIECTBO JKeJTeeT.

Hpyrue criocods N0Jy4yeHHs

2-BpoMTHA304, B OCHOBHOM, Toaydyalica peakimed 3aHl-
Meltepa; mHa3soHMEBOe COeIHHEHHe NOJyualoch peakilued nuaso-
TUPOBAHUSA B DPAa3JHUHBIX CPefaX: cMechb KOHIEHTPHPOBAHHOK
docdoproit u asoTHok kucaoT[>**], 20% -Has cepras KucaoTa[?],
50%-Has cepHas KHCJOTa, XJAOpHASA KHCAOTA M CMeChb AesdHOH
VKCycHOW u cepHoM kHcaoT[*]. MMeloTcs pasinyuble Jpyrue
peakuun moJsyduenus 2-OpoMTHasona: OPOMHPOBAHHE THas0Ja.
N-6pOMCYKIIMHHMHAOM B uYeTbipexXJopHcTom yraepoae[®], 6po-
MHpPOBaHHe XJIOPMEPKypHUTHA301a B Xxjaopodopme[’], 6poMupoBa-
HHE CO.TH JKHA30HHUS! B JeAAHON YKCycHOH KucaoTe [¥] u mapadas-
HOoe 6poMupoBanue THazona [°], HO HH OMH H3 YKa3aHBBIX CrOCO-
60B He ABJdeTCH NMpenapaTusHbIM. IlpejnaraeMblii MeTO HCNOMb-
30BaH TaKikKe JJis 3aMelleHHbIX 2-aMHHOTHA30J10B C XOPOIIHMH BHI--
xomamu [*1°] u mo cymecrBy siBasercsi MerogoM Pyccens uw
Merirrepaf?].
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1. R. H. Wiley, D. C. England, 1. C. Behr, “Organic Reactions®
vol. VI, New York, 1951, p. 379.
2. P. E. Iversen, H. Lund, Acta Chem. Scand., 20, 2649 (1966).
. P. Roussel, J. Metzger, Bull. soc. chim. France, 2075 (1962).
. K. Ganapathi, A. Venkatarman, Proc. Indian Acad. Sci., 22A, 362
(1945); [C. A., 40, 4059 (1946)].
5. G. 1. Morgan, G. V Morrow, J. Chem. Soc., 1291 (1915).
6. B. M. Muxaitnos, B. I1. Bponosuukas, )KOX, 27, 726 (1957).
7. G. Travagli, Gazz. chim. ital., 85, 926 (1955); [C. A. 51, 13851
(1957)]. ,
8. K. Takeda, H. Minato, E. Sakamoto, K. Shinmomi, J. Pharm. Soc.
Japan, 67, 193 (1947); [C. A., 45, 9036 (1951)].
9. J. P. Wibaut, H. E, Jansen, Rec. trav. chim, 53, 77 (1934); [C. A.,
28, 4417 (1934)].
40. H. Erlenmeyer, Ch. J. Morel, Helv. Chim. Acta, 23, 1073 (1942).

o



2,2-11HMETMJ]TETPAFMHPOHMPAHMJ]-4-YKCYCHA5'! KHCJIOTA

o) NCCCOOCH;,
I
CH,COONH VRN
1/\1 +-NCCH,COOCH, R —_
o (CHa): o~ (Gt
NCCHCOOCH, CH,COOH
| 1
Hy(Pt) 7N HCI, H,O 7\
=2 e, U en
\O/‘.('Ha)z \O/ ( 3)2

Opemnosunn:  C. A, Bapramsn, B. H. JKamarop-
uaH, JI. T. Ipuropsu
Mposepu.u: A. C. Hopassau, JI. O. Asersin

NMonydyeHHe

Merunosoiti  agup 2,2-Qumeruirerpazudponupanuiuden-4-
YUAHYKCYCHOU  KUCAOTbL, B KPYIJIOJOHHYIO KOJIOY €MKOCThIO
150 s moMemalor 1,8 M4 JemsiHoli  ykcycHolt Kucaotsl, 1,32 e
VKCYCHOKHC/IOrO — aMMonusi, 30 ma cyxoro Gensona, 16 e
(0,16 Moas1) MeTna0BOro 3)upa UHAHYKCYCHOH KHCIOTBL M 20,0 e
(0,16 Mosis1) 2,2-AHMETHNTETPArHAPONHPaH-4-OHa (cM. «CuHTE3H
reTepOLHUKINIECKUX COelHHernii», 8, crp. 30) (mpumeuanue 1).
Kos6y coefnHsIOT ¢ 06PaTHBIM XOJOAHIbHHKOM Yepe3 BOL0OTAE-
JAHTENb W CMech KamaTar 1,5-—2 yaca Ha GaHe (TeMmeparypa
Gann 110—120°). Tlpu aTOM B BOJOOTAENHTENE COOHpaeTcs
npuMepuo 2—2,5 ma BoAH. Ilo oxTaxAeHHH MPOAYKT peakuun
skcrparupylor (3 pasa mo 10—15 ma) GensonoM. GeH30abHBIH
SKCTPAKT NPOMBIBAIOT HEGOIBIIUM KOTHUECTBOM BOABL (5-—8 M) U
BBICYIIHBAIOT Haj IPOKATEHHBIM CePHOKHCABIM MarnueM. ITocte
OTrOHKH PacTBOPHTE/sS OCTATOK MEePEroHsIOT B BaKyyMe, cobupasi
dpakumio, Kumsamyw npu 128-—129°/3 mum (npumevanue 2). [Ipu
CTOSIHHH BeILeCTBO KpHCTajsausyercs; T. MI. 69° (M3 meTpo.iei-
Horo sdupa).

Buixox 25,0—26,0 ¢, umn 74,8—77,8%  TEOpPETHUECKOTO
KomugecTBa (mpuMedanue 3).
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- Tudpuposanue. B cocya 18 THAPHPOBAHU («yTKa»),
eyKkoctblo 100 ma, ycTailoBjIeHHBIH Ha BCTpAXHBATeNe M MpHCOe-
JGflelHblil K rasomMerpy ¢ BojoposnoM, nomemalor 10,1 2 (0,048
\MOAs1) CcBEXeNepernaHioro MeTHI0BOro sdupa  2,2-IUMeTHI-
TETPATHAPOITHD AHWIH 1eH-4-IHAHYKCYCHOH KHCIIOTHI, 25 M4 STHIIO-
Boro crupra u 0,002 2 MIaTHHOBOTO KaTajausartopa (IpHMeuande
4). Cocyj MpoAyBalOT ABaXKAb BOJAOPOJOM H BCTPSXHBAIOT MPH
KOMIIATHOIl TeMmIepaType L0 OKOHUAHUs peaxlHH, Ha UTO Tpe-
Gyercs mpumepHo | yac; 3a 3To BpeMs MOrJomAaeTcst OKOI0 1,2 2
BOJ0poja (BbUMCAEeHHOE KomdecTBo—1,16 2). 3aTeM kara/nusa-
TOp OT(HABTPOBEIBAIOT, IIPOMBIBAIOT, HEGOMBIIUM  KOJIHYECTBOM
cuupta (5—8 M4), OTTOHSIIOT PACTBOPHTEIb H OCTATOK MePeroHs-
I0T B BakyyMme, cobupas (pakuuio, Kumsmyio npu 122—126°/2 nn-
Brixon 8,5—9,0 ¢, uau 83,3—88,2% TeopeTHUECKOTO KOJIHUECTBA;
d2°1,0830; nj'1,4665.

2,2-Tumeruarerpazudponupanus-4-ykcycuas  xkucaora. B
KpYTJIOAOHAYIO KOIGY, eMKOCTbIO 2560 M4, cHalKeHHYI0 06paTHBIM
XOJOIUNBLHEKOM, ToMemaltor 22,8 ¢ (0,1 moss1) MeruioBOro sdupa
2,2- IUMeTHATeTParUAPONHPaAHII-4-VKCYCHOR  KucJ0Th, 80 M4
KOHIIEHTPHPOBAHHON cossiHofl Kucaotel (d=1,19) u cmech Harpe-
BAlOT Ha KUIdleH BoasgHoi Gamne B Tedeune 5 4acos, Ilo oxmax-
JEeHHH TPOAYKT peakuud 3—4 pasa 3KCTParapywr 3¢QHpoOM
nopuusimu mo 15—20 ma kaxaaa. Ocratok pasbasasior 100 ma
BOJABI M BHOBb 3KcTparupyior sdupom. Ob6bennHeHHble 3(pHpPHbIE
HKCTPAKTHl BBICYHIHBAIOT HPOKAIEHHBIM CEPDHOKHCIHM MAarHHeM H
[OCJe OTI'OHKH PACTBOPHTENs] OCTATOK IEPETOHSIOT B BakyyMe,
cobupast Gpaxuuio, KUmAmWyw0 mpu 124—126°/2 mm.

Beixon 14,5—15,2 2, uau 78,0—81,7% reopeTHIECKOro
KosudyecTBa. 2,2-{UMeTHATETPATHAPONUPAaHUA-4-YKCYCHASA KHCJIO-
ta, CoH 503, Mo, Bec 172,22—6eciBeTHas KUAKOCTb, pacTBOPH-
Masi B OpraHHYeCcKHX PacTBOPHTeasiX H Bode; d*91,0612; n} 1,4710.

MMpumeuanus

I. Bei1 mpuMeHeH CBeXeNepeTHAaHHBIH 2,2-AUMeTHJTeTpa-
ruaponupan-4-on ¢ 1. Kui. 60—63°/10 um. Ocranpuble HCXOJHBIE
BeleCcTBa JOJKHBl ObITh TIATEJNbHO BBICYIIEHBDI.
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2. Tlpu neperoHke ojyuaercs OKOJIO 5 2 nenpopearuposas-
Werc nNupaHoHa, KOTOPHIH MOXeT OHTh  HCHOJIB30BAI npu
[IOBTOPHOM CHHTE3E.

3. OnucaHublfl cl1ocob noJydeHuss MeTHI0BOTO supa 2,2-11-
MemmeTpamﬂponupaHHJmneH-4—uHaHchyCHoﬁ KHCJIOTbl OCHO-
pan na paGore Kome u corp.['].

4. TlaaTUHOBBIH KaTaJu3aTop [PHTOTOBJEH N0 METO/IMKE
P. Anamca u corp. [2].

Jpyrue cnocoGbl noJydeHust

2,2-JHMeTUITETPArHIPOTIHP AHHI-4-yKCYCHAST KHCIO0TA Obli1a
moJIyuena TONbKO ONHCAHHBIM BBILIE coco6om[?].

1. A. C. Cope, C. M. Hofmann, C. Wyckoff, E. Hardenbergh, J. Am,
Chem. Soc., 63, 3452 (1941).
9. «ClHTe3H OpraHH4ecKHX IpenapaToB», TOM I, M., MJI, 1949, ctp. 357.
3. C. A. Bapransu, B. H. JKamaropusn, JI. T. puropsii, ApM. XUM. XK.,
19, 619 (1966).
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Tlposepunu: A. O. Tocyns, JI. T. MecponsiH

MoanyyeHue

B Tpexropayr KpyrJa0A0HHYIO xoa6y eMkocThio 250 a4,
CH36MEHHVK)MemaﬂKOﬁ,O6paTHMNIXOHOAHHbHHKOMI{KaHeﬂbHOﬁ
BOPOHKOIH, moMemaior 25,6 2 (0,2 Mous1) 2,2-AMMETHJTETPATHAPO-
nupan-4-ona (cM. «CHHTe3bl TeTepPOIHKIHIECKHIX coeJHHEHRI,
8, crp- 30) 1 75 mA CBEKEIPUTOTOBJICHHOTO 40 %-uoro  BOJHOTO
pacTBOpa Gucy/IbpuTa HATPHA (mpumeuanune). Konby oxsaaxaa-
JoT JeIsEOl BOZOK 1 MPH [epeMelliuBaHiH B TeeHHe OIHOTO daca
o KamIsaM po6asasiioT pacrop 16,2 2 (0,25 MoJ) IHAHHCTOTO
kamusi B 40 M4 BOAB, MOJJepKHBAS TeMIEPaTypy peaKIHOHHOH
cMecH B mpeaenax 0—5°; 3aTeM MHepeMelTHBAHUE IPO10KAIOT
mpH KOMHATHOW TemIeparype ele 1 yac. BhigeauBLIHiCs
MAC/SIHHCTEIE C/I0H OTAEMAIOT, @ BOAHBIH HACBHINAIOT XJIOPHCTHIM
HaTPHEM H HEeCKOJbKO pas 3KCTPArupyloT HeGOJIbIIMMH TOPUHAMHE
s¢upa. DupHble 3KCTPAKTH [PHCOCIHHAIT K OCHOBHOMY IIPO-
AYKTY H npoMbiBatoT 25 M 40%c-HOro pacTsopa fucyabpura
Harpusi, 3aTeM 50 M4 HACHIEHHOTO PAcTBOPpa XJTOPUCTOTO HaTpHs
¥ BBHICYLIHMBAIOT HaJ [POKAJCHHBIM cyandarom marnusi. [ocse
yﬂaneHHﬂpaCTBopnTenﬂ(mTaToxIumeFOHﬂKn~BBaKyyMe,co6Hpaﬂ
(ppaxuuio, KAISILYIO TIPH 155—157°/13 mm. TIpoAyKT IPH CTOAHHH
KPHCTAJIMH3yeTCs; TMoCAe [ePeKpHCTaiIH3alun U3 Gensosa
maaBurcess npu 84-—85°.

Buixox 19,6—21,3 e, nuiaun 63,6—68,8%  TEOpPeTHYECKOrO
KOJIHYEeCcTBa.

Q,Q-HHMeTHnA-uHaHTeTpamﬂponﬂpaﬂ-él-on, CsH3sNO,, Mo



sec 155.2--GecuneTHble KPUCTA/LIBI, PAaCTBOPHMbIE B OGBITHBIX
OPraHHuecKHX PACTBOPUTENSX H MJIOXO PACTBOPHMBIE B BOLE.

MpuMeuaHus

Bucyabbur HaTPHA NPHUTOTOBJEH  HaChIUeNeM pactBopa
40 2 eagxoro narpa B 150 ma BOAB CEPHHCTBHIM Ta30M.

Jpyrue cnocodbt Mojyy4eHHs

2,92-JluMeTH1-4-1MaHTeTPATHAPONHPaH-4-0/1 TOAYUEH TOJIbLKO
ONHCAHHBIM Bbilie crocoboM['].

1. M. H. Hasapos, b. B. YHKoBcKI#, HKOX, 26, 3181 (1956).
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Mpepnoxuau: T. P, Obcenay, A. A, Aposx
Mposepuam: Tl P. Axonsx, H. A. Tpuropsx

NoanyuyeHue

3-(n-3roxcu6en3uﬁ)neHTanauou<Z4. B Tpexropaymo Kpyrao-
JIOHHYIO KOJIOy, CHaOKEHHYIO MelIaJKOH, 06paTHHIM XOJO/HJIbHH-
KOM H TEPMOMETPOM, MOMEIAIT CMeCh 85, 3 2 (0,5 moss1) n-3TOK-
cubensuaxaopuaa (npaMedanne 1), 652 (0,65 MOJIs1) CBeXKerepe-
rHampHoro  amermsianerosna, 69 e (0,5 MoJsl) yLJIEKHCIOro Kamtus,
300 M4 Ge3BOAHOrO aleToHa ¥ KUIATAT IIPH NepeMelinBaunH B
reuenue 30 uacos. Ocanok OTAEJAIOT H ABAXKIABL TPOMbIBAIOT
GeapoaubiM ameToHom no 50 ma. [Tocne OTTOHKM —aneroHa ocra-
ToK mpombiBaioT 100 ma BOABI, 3KCTPArUpyloOT 3tupoM, 3GUpHBIKH
SKCTPAKT CylIaT HaJ NMPOKAJEHHBIM CEPHOKHCIBIM HATPHEM H
[ocIe OTTOHKH DAacTBOPHTENs OCTATOK MEPEeroHsioT B BAKyyMe,
cobupas BellecTBO, KHTsllee IIPH 180—184°/1 mm.

Brixon 63,8—66,5 ¢, uau 54,5—56,8%  TEOPETHYECKOIO
KOJTUYeCTBA.

Iukausayus. B 4eTHIPexropavio  KPYIVIOAOHHYIO  KOIOY
eMKOCTBIO 500 M4, cHAGKeHHYI0 MellaJKoH, OOpPaTHEIM XOJ0AU/Ib-
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IIHKOM, KalleJbHOi BOPONKOA H TEPMOMETPOM, HOMEIAoT 26 ¢
(0,2 Monst) cBexenepernaHtoro aneroykcycnoro sdupa, 80 .z
YKCYCHOl  KHCJIOTHl M TIPH NepeMeilnBaiin 1 OXJaXKAel Nl 113
KATIEJBHOH BOPOIKH TpPHJIMBAIOT PacTBOP 145 2 (0,21 noas)
HUTpHTA HaTpud B 50 M4 BOAB C TAKOH CKODOCTBIO, UTOGH
TeMneparypa He MOAHHMAJach BbILIE 10°. TlepemelnnBanue Npo-
710JKAIOT ellle 3 uaca NpH TeMnepaTtype 18—20° u ocTaBJsIOT 114
10—12 uyacos. 3atem AobGasasior 46,8 2 (0,2 Moss) 3-(n-9T0K-
cubeln3ni) nenTaauona-2,4 1 NMpu MepeMeliuBanvi  MAJTCHbKHMH
nopuusiMu Brocat 39 e (0,6 mos) IHHKOBOH MBLIH, NOJJIEPKUBAS
temieparypy npu 70—80°. Tlocse noGaBienus BCETO lHHKA
jarpeBande M [epeMellMBaHHe TPOJOIKAIOT elile Hac TipH
remneparype 100° u cMech BJIMBAIOT B CTaKam, cogepxainit 1 4
JeAsiHON BOJB. BhiMaBlllee KeJATOBATOTO 1BeTa Macjo TMph
pacTHpanuu 3aTBepjieBaeT (MpHMeYaHHe 2). Ocanok 0TpuUALTPO-
BHIBAIOT M NEPEKPUCTANTM30BHBAIOT U3 160 x4 Meranona. IMoury-
vaioT 30,1—32,2 ¢ BemectBa ¢ T. 1. 105—106°. M3 MaTouHHKaA TIpH
CTOSIHHK BHNajaer ele 2,2 2 POAYKTa ¢ TOH e TeMIepaTypoit
I71aBJeHUS.

OGmuit  BBIXOA cocrasiser 32,3—34,4 o, WK 53,5--57,0%
TeOpPeTHYECKOro KOJHYeCTBa.

2 4-JumeTns-3 (n-3TOKCHON31) -5-KapOITOKCUITHP PO,
CsH»3NOs,  mou. Bec 301,39 — 2KeTOBATOE KPHUCTAIIHHECKOE
Bel[ecTBO, XOpOLIO pACTBOPUMOE B cnupre, 3dupe, Oensoue,
XTopodopMe, NI0XO—B MEeTPOIEAHOM 3(hHpPE 1 HEPACTBOPHMOE
B BOJe.

MpumeuaHnsd

1. n-DTOKCHOEH3UIXIOPH CHHTE3UPOBAH XJOPMEeTHIUPOBa-
iuem dererosa GOpManbAETHAOM H XJIOPHCTBIM BozopooM['?].
Brixox 65—70%, 1. kum 94—97°/1 mm, n}1,5510.

2. Mnorpa mJf KpUCTalJu3anuM o0pasoBaBllerocs iaciaa
Tpebyercs AauTelbHoe cTosHHe (20 yacos u 6odee). Hrolwl
136eKaTh 3TOrO, BOAY CJAHBAIOT H OCTATOK KPHCTALTH3YIOT ¢
VKa3anHbBIM KOJHYECTBOM METaHOQJA.



Ipyrue crnocods noay4eHust

9,4~ JIUMeTHI-3- (1-3TOKCHOEH3 NI ) -5-KapOITOKCHIPPOA 110~

JydeH TOJBKO 110 NPHBEAEHHOH BbllIe IIPOMHCH [®], paspaGorauiion
anagorudio ¢ padoroi eiica, Kennepa u Buabsmca[*].

. A JI. Muaxosu, A, A Aposu, Hayunpie Tpyawm EIV, 36, 21 (1952);
‘ A. JI. Mugwosn, A. A, Aposm, HMss. AH ApmCCP, 13, 275 (1960).

E. Profft, R. Drux, J. prakt. Chem., 3, 274 (1956).

. T. P. Oscensin, - H. A, Tpuropsn  u A. A. Aposn, ApMm. xum. x., 24, 27

(1971). . "
4. A. Hayes, G. W. Kenner, N. R. Williams, J. Chem. Soc., 3779 (1958)
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6.7-,&MMETOKCI’|—1,2,3,4-TETPA[‘HHPOH30XH HOJIHH-4-
CNHPOUMKJIONMEHTAH

\/
cH,0/7 N~ NcH HCI (:Hao/\><i

2 {
© L HCHO ——> | N1
CHON~  NH O~

Mpenaoxuan: 3. A. Mapkapan, JK. C. Apycramsn
Mposepunn: JI. 1. Conomuua, JI. UI. TTupaKanos

MMoayyeHnue

B Tpexropayio KpyraononHyl Koaby emkocrtsio 100 ma,
CHaGKEHHYIO MeIIanKoil, 06paTHBIM XOJOAUAbHHKOM H K4TlelbHOI
goponkoft, mnomemator 10 2 (0,04 moas) 1-(3 4’-numerokcude-
HH) - 1- (aMHHOMETHT) HKIONenTana (npuMeuanne 1) u npubas-
asnor no kanasam 9,0 e 20%-noro dopmanuna. Y3 mpospayHorc
TEIJIOr0 pacTBOpa BCKOPe BHpessercs Macao. CMech HarpeBaroT
B Teuenue 4aca Ha KHIslell BOasHON OaHe. 3areM OXJarK/IeHHb]
pacTBOp 3KcTparupyor Gensomom  (40—50 ma); Gen30abHBIR
SKCTPAKT TIPOMBIBAIOT BOJOH M OTTOHAIOT pacTBopuresb. Ocra-
TOK—BSI3KOe Macao pacrBopsitor B 10 ma 20%-Hoii consHol
KHCJGTH M BHIIAPUBAIOT J0CYXa Ha BOAsHOK Oane. Kpucranaunye-
CKHI OCTATOK PaCTBOPSIOT B HeOOIbLUIOM KOJHYECTBE BOADBL (OKOJI0
20 ma), pobasasitor 30%-Hblil pactBop eakoro Kaaum go pH 10.
Cmech 3Kerparupyior 3¢upom (3 pasa mo 50 ma), cyumiaT Hajx
5e3BOIHBIM CEPHOKHMCJIBIM HATPHEM, OTFOHSIOT PACTBOPHUTETIH U
0CTATOK IEpPETrOHSAIOT B BAKyYMe, COOHPast MPOAYKT, KHISIUIHI TIPH
162—163°/0,8 M.

BellecTBO [OCJe TEPErOHKH KpHCTaNIu3yeTess; T. mia. 60—
62°. Beixox 6,8—7,6 ¢, unu 64,7—72,3% TeopeTHYECKOro KoJnue-
ctBa (nUpumedaHde 2).

6,7-TumeTokcu-1,2,3,4-TeTparu 1pOM30XHHONHH-4-CIIH POLLHK-
adonentan, CisHgNO,, moa. Bec 247,34—06ecuseTHble KpHCTaMT-

39



JIbl, PACTBOPHUMbIE B OPIraHHUECKHX PACTBOPHTENAX W HEPacTBOPH-
Mbie B BOjle (mpumeuanue 3).

Mpumevyannd

1. AMUH NOJIYUEH [0 M3BECTHOMY Crocofy BOCCTAHOBJIEHHEM
HATpHIA 3,4-AHMETOKCH(EBHIIHKIONEHTaH- | -KapOoHOBOH KHCJIO-
TBl aJgioMorwapuaomM Jutud ['].

2. CMmelnenneM 3QHPUBIX PACTBOPOB OCHOBAHHA H XJIOPHCTOrO
BOJOPOAA NPH OXJaxKJAECHHH JeJSHOH BOJOH IOYYaIOT THAPOXIO-
pun  6,7-numerokcu-1,2,3,4-TeTparuipOon30XUHOTHH-4-CTIHPOLHK-
JgornedTtana; T. mnia. 238—239° us cmecu cnupr—adup (2:1).

3. AHaJOrMuHO H3 TOMOBepaTpuIaMuHa c Bexogom 70- 75%
noayvyaerca 6,7-pumerokcu-1,2,3,4-rerpargapousoxuionus  [?].
T. kun. 148—150°/3 wmm, 1. ma. 83-—84°, 1. naI. TUIPOXAOPHAA
253—254° (criupT—8oOAa, 1:1).

Jpyrue cnoco6si nmonydyeHus

6,7-Humerokcu-1,2,3,4-TeTparuipon30XuHONHAH-4-CHUPOIHK-
JIONIEHTaH MOJyYeH TOJBKO ONHCaHHBIM BHIIE crocobom [3].

1. Tepmawuckuit nat. 1.124.485(1962); [C. A., 57, 9738 (1962) ], A .T. Muyzkons,
3. A Mapxkapsu, JK. C. Apycramsn, D, C. Mapamsu, XI'C, 638 (1971).

2. J. S. Buck, J. Am. Chem. Soc., 56, 1769 (1934).

3. 2. A. Mapkapsn, K. C. Apycramsan, XI'C (B meuarn).
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2,3-AUXJOPTETPATUIAPO®YPAH

N Cl
e Tk

~o” T N0~

Iposepuau: A. O. Tocynsin, P. A. Kyposn

NonyyeHnne

B JIMTPOBYIO YETHIPEXTOPJIYIO KPYIJIOJOHHYIO KOJOY, ciiad-
JKEHHYIO MeIlaJKoi, TepMOMeTpPOM, 00paTHbIM XOJOAUIBIHKOM H
TPYOKO# A5 MIOJauu XJ0Opa, J0X0Aslel 10 Alia KoaObl, oMela-
1ot 216 2 (3 moast) terparunpodypana (npumeuanune 1), 200 ua
CYXOTO 4eThIPeXXJI0OpPUCTOro yraepoaa (npuMedanue 2) u 1 e ihoaa.
Tlpu nepemelluBaliii TPONYCKAIOT B KOJIOY uYepe3 NPOMbIBHYIO
CKJASIHKY ¢ KOHILEHTPHPOBAaHHOH CepHOH KHMCJIOTOH TOK X.10pa.
X iopupoBaHue HauuliaeTcss NPH KOMHATHOH TeMImepartype (20—
25°) u uepe3 HeCKOJIbKO MHHYT HCUe3aeT TeMHas OKpacka
peakuuonunoit maccol. Ilponoskalor npomyckarbh XJop B Tedenue
4 4acoB ¢ TaKOH CKOpPOCTbIO, UYTOOBI TeMIepaTypa PeakIHOHHOH
cMecu MojiepxKuBajach B npejenax 25—35° (npumeuanue 3)
3aTeM 1Jf yaajeHus U30bITKa XJ0pa MOAAIOT TOK CYXOrO a3oTa
(2—3 MuHYTBI), PacTBOpUTE.IL OTTOHSIOT B BaKyyMe BOAOCTpYH-
HOTO Hacoca U OCTATOK MEePeroHsior B BaKyyMe

[Tosryuator okos10 320 e 2.3-puxJjopTerparunpodypana, Kums-
wero npu 65—75°/23 MM, KOTOpbIi TOJABEPralT MOBTOPHOIL
neperonke, cobupas (QPAKIHIO, KHISLIYIO NpPH 63—65°/21 ma.

Boixox 300—310 e, wmu 70,9—73,3% Teoperudeckoro
KOJUYECTBA.

2.3-Huxaoprerparuapodypan, CsHeClO, mon. Bec 141,01—
fecrBeTHAsT JKUAKOCTb CO CBOeoOpasHbiM  3araxoM, XOpoIlo
pactsopumasi B a¢pupe u GeHsoJe; B BOJe W COUPTE pasjaraercs.
IIpyu cTOSHHM BewiecTBO NPHHUMAaeT CBETI0-XKeTyI OKpacky.
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[lpumMmeuaHus

I. Terparuapodypan posxen GbiTh BHCYLIEn W CBeiKemeper-
faH HaJ MeTaJJIuYecKHM HaTpheM-

2. BMecTo 4eThIpexXXJOpUCTOTO YIVEPOAa MOXKIO HCIOJb30-
BaThb Takxke XJopodopy.

3. Bo usbexanne 06pasoBaHust TpU- U TETPAXJIOPTETPATUIPO-
(bypana He caenyeT NOMyCKATh MOBBILEHHS TeMIepaTypPhbl BbILe
35°. Ilpu HeoOGXOAUMOCTH cMech OXJaxK/1alT BOLON.

JApyrue cnocoGul nosyvyeHus

2,3-Jluxaoprerparuapodypan MmoayueH TOJbKO OMHCAHHBIM
Bblle crocoboM, paspaborannbim Kpom6u u Xapuepom[!].

1. L. Crombie, S. H. Harper, I. Chem. Soc., 1714 (1950); H. Hormant,
C. r., 226, 185 (1948); W. Roppe, H. Kroper, Tepmanckuii nat.
703. 956 (1941); [C. A, 36, 1050 (1942)1,



2,3-IUXJOPXUHOKCAJIUH

NN H, coon ;'/\/N\OH PCl; t//\u,/Nkklcr
! Bere | ~
\/NHQ CCOH \/\N//OH \/\NVLL
IMposepusmn: K. 3ayep, M. T. Tpuropss,
3. A. MapkapsH

MMonyyenne

2,3-TUOKCUXUHOKCAAUH. B TOAYJTUTPOBOH TPEXFOPJIO#d Kpyr-
J010HII0N Koa6e, clabKelnoll Melaakod 1 06paTHBIM XOMOAHIb-
HUKOM, CMeLIMBaIoT 75 M4 BOAbl u 45 MA KOHLUEHTPHUPOBaHIOH
coaqsoil  KucaoTsl. K pactpopy uputasasior 21,6 e (0,2 moust)
o-heHuIeHAnaMUHA W TIPH  [epeMellMBaHHH  pacTBOPAIOT €ro.
3arem gobasasiior 26,5 ¢ (0,21 mo.st) AuruapaTa IlaBeseBoi
KMCJIOTH (mpuMesanue 1) ucMech KUIATAT B Tedenue 10—15 mu-
nyT (npumeuanne 2). Tlpu 9TOM BbIajaeT 0OUIbHbIA GeTbii oca-
710K B BUjle uToJb4daThix Kpuctaaios, CogepxuMoe KoJIObl OXJaa K-
1a10T BOJOM, (PHIABTPYIOT, 0Ca0K pombiBatoT 30-—40 M1 XON0AHOH
BOJBI ¥ BHICYIIMBAIOT B CYIIMJILHOM WKady uaM noj uHppakpac-
Hol tammoii. [loayuaior 28,2—29,5 ¢ (87,0—91,09% ) Bewectsa,
maapsimerocs Beime 300°.
2,8-Tuxaropxunokcaiun. B 1mogyinTpoBOH  KPYIVIOAOHHOH
Ko.IGe cMeluuBaloT Berpaxupanuem 19,5 2 (0,12 moas) 2,3-1MOK-
cuxuiokcaauna 1 57,0 ¢ (0,27 mons) matux.aopucroro ¢ocdopa.
3artem npubasasior 0,6 ¢ xa1opokucu ocdopa u, cnabauB KoJAOY
o6paTibiM XOJOAUJBHHKOM, HarpeBaloT Ha MaCJsiHOH GaHe Ipu
155—160° B Teuenue 4—>5 uwacos. Uepes 1,56—2 vyaca cmech
NOJOCTbIO paciiasiasiercss (npuMedanue 3). Ilocae oxmaxkpenust
3aKPHUCTALIM30BABUIVIOCS — Maccy  pasMenbyaloT  CTeKJAsSHHOH
naJouKoH M, oXJaxaas JelsiHol Bo10#, npubasiasior 0ko.10 200 &
KoJororo abga (npumeuasue 4). Ocanok oT(UIBTPOBHIBAIOT,
npombisatoT 50 M4 BOAB M cylIAT Ha BO3JAVXe.
Beixon 23,0—237 2 (96,2—992%); 1. n1. 145146 (upu-
Meuanue 5). [1pu nepekpucrariuzanuu us 500—>550 a4 stuane-
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“Tata TeMnepaTtypa njaasjgeHus nosbiaercs 10 150—151°; Brixoj
'20,0—20,6 2, uau  83,7—86,2% TeOpeTHYECKOTO KO.1MUECTRA.

2,3-Huxaopxunokcanun, CgHyCIoNy Moa. Bec 199,05—xken-
TOBATHié KPHUCTaJLIBl, ILIOXO pACTBOPUMBEIE B CIMpTAX, THJA-
perate, 0eH30Je U HepacTBOPHUMBIE B BOJE.

[IpumMmevaHus

1. Tlocne npuGaBieHns  11aBeseBOH KHCJIOTBI  pacTBOP
OKpall¥Baercss B KpacHbii nBer- HMHorga HesHauutebHOe
KOJIHYECTBO KHCIOTBI OCTaeTCst HepacTBOPEHHBIM.

2. JlnurenbHOe  KUMsiYeHue TPUBOAMT K  OKPalIUBAlHIO
KOHEUHOTO NPOAYKTAa.

3. B Hauane wnarpeBanust 1abaI0faeTcs  Ne3HAUUTEILHOE
‘CyOJIHMHPOBaHKe NATHXJIOPUCTOTO (ocdopa.

4. TlpubaBiieHHe JbAa cJedyeT BeCTH OCTOPOKHO, Tak Kak
pasJjioxKeHue IMpoTeKaer OYPHO-

5. BemniecTBO ROCTATOYHO YMCTOE M TPUTOAHO AJS AasdbHel-
eTo CUHTeTHYeCKOro HCIOAb30BaHWs.

Jpyrue cnoco6pl noJyyeHus

2,3-JIuxJ10p XUHOKC AT H noJvueH w3 2,3-AMOKCUXHHOKCAIUHA
HarpeBaHHeM C TPexXXJIOpHCTBIM  ¢ocdopom[l], XJI0POKHUCHIO
tochopal[?], natTuxgopucteiM dochopom[®], docrenomf?], a
TakXe KunsiyenneM N-OKHCH-2-OKCHXHHOKCAJMHHA € XJOPOKHUBIO
docpopa [3].

Hacrosiniasi mponuen  ocnioBana Ha pa6orax Orraf®] u
Kosaua[7].

—

- G. W. H. Cheeseman, J. Chem. Soc,, 1801 (1955).

- S. Hoguchi, Nippon Kagaku Zasshi, 80, 945 (1959); [C. A~
55, 4514 (1961)].

. H. M. Woodburn, W. E. Hoffman, 1. Org. Chen., 23, 262 (1958).
. Awranficknit mar., 927. 974 (1963); [C. A, 60, 2987 (1964)]
. A C. Ennna, JKOX, 32, 2967 (1962).

. R.A. Ogg, F. W. Bergstrom, I. An. Chem. Soc., 53, 1846 (193i).

. 0. Kovdcs, E. Tombédcz, Acta Univ. Szeged., Chem. et Phy~., 3, 35
(1950); {C. A., 46, 7573 (1952)].
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l,3-IlPIXJ]OP-4-(3’-XJ10PTETPAFl/lIlPO(DYPl/lJ]-Z’)BYTEH-Z

1 ZnCl, Cl

i ey e . - ,
NI b CCICH CH, —> ', ~CH:CCl CHCHLCE

Ipeanomuan: C. A, Bapransn, A. O. TocyHsH,
P. A. Kyposs
Mposepuan: ®. B. Hanrss, JI. I, Mecponsan

MMonyuenwue

B ueThipexropayio KpyrJaoJoiHyo KoJa0y eMKOCTLIO 250 ma
cHaGKeIHYIo Mellaakol, oOpaTHbIM  XOJOJH/JIbHHKOM M KalleJlb-
HOH BOpOHKOH, moMewatT 26,5 ¢ (0,3 MoJ/ig) cBexeneperianuore:
2-xaop6yraauena-1,3, 50 ma aGeosoTiioro agupa, 2 e cpexenaas-
JEeHHOr0 XJIOPUCTOrO IMHKA W MPH HHTEHCHBHOM IepeMellnBaHuu
B Teuenne 30 MuHyT npukansipaior 42,3 2 (0,3 mouss) 2,3-nuxgaop-
terparugpobypana (cMm. crp. 41). Cmech mnepemeluusaor 12
yacoB npu temneparype 35°, 3aTeM 3(QUpHBIH pPacTBOp MpoayKra
peaknmuu jaBaXiapl [POMBIBAIOT BoJod (no 15 ma) u  cymar
npokaJgeHubiM cyiabdarom maraus, OcraTok mocse  OTTOHKH
pacTBOPUTE/IsI TeperoHsioT B BaKyyMe, coOHpas BemecTBo,.
kunsmee npu 112—113%/2 mm.

Beixox 55,2—57,0 2, win 80,2—82,8% TeoperuuecKoro:
KoJuuecrsa (mpumevanue).

1,3-TuxJsop-4- (3"-rerparunpodypua-2) oyren-2, CgH; ClsO,
moJI. Bec 229,55; d? 1,3121; n% 1,56140—GecuserHas *HIAKOCTDb
¢ XapakTepHBIM 3alaxoM, XOpOLIO PacTBOpPUMas B OpPraHHYeCKHX
DACTBOPHUTENSIX H HePacTBOpUMAas B BOJLE; IPH CTOSAHUM TeMHeeT-

[lpumeuaHusn
AnagornunbM  06pasoM 2,3-nUXJ0pTeTparuipogypan npu-
coeauusercsa K AUBUHMIY[!], usonpeny, u3oOyTuneny, ctupotay[?],
a trakxe K aneruneny[®] u Bunusaneruaeny[*].
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Jdpyrue cnoco0bl noayveHus

1,3-Iuxiop-4- (3'-xaoprerparuapodypui-2') 6yten-2 6ol no-
JIy4eH TOJIbKO OIHCAHHbIM Bbile crocobom[?].

I. C. A. Bapransn, P. A, Kyposn, A. O. Tocyusn, AKOpX, 4, 51 (1968).
2. C. A Bapranss, P. A Kyposn, A, O. Tocysss, Apm. xum. ., 20, 212
(1967); 21, 335 (1968); 22, 156 (1969).

-3. C. A, Baprausas, A. O. Tocymsn, JI. M. Kocrouxka, Apwm. xum, x,, 21, 397
(1968).

4. C. A Bapransu, JI. I'. Mecponsn, A. O. Tocyuns, Apm. xuM. x. 21, 250
(1968).

-5. C. A. Bapransn, A. O. Tocyusn, P. A, Kyposn, JKOpX. 2, 610 (1966).



3-UHOONUJNYKCYCHAY KHCJHOTA

]/\” || . KOH, HCl l’/\“ l CH,COOH
NN 4+ CICH,COOH ———> <)
H

¢

Ipennoxuan: H. H. Cysopos, B. I'. Aspamesxo,
JI. B. lllaranos
Iposepusn: B. 1. Epwites, 1. M. Mymy.108

lNoayueHue

B aBToKJaB €MKOCTbIO © 2 3arpyxaioT pactsop 427,5 ¢
(7,63 Mosisi) exkoro Kaiau B 1 4 sombl, 83,5 ¢ (0,71 mous)
MHI0Ja U OCTOPOXKHO jnobGasuasior 100 e (1,05 moas) xJa0pyK-
CyCHOH KMCJIOTHL, pactBopenHod B 1,1 .2 Boabl (mpumeuanue 1).
ABTOK/TaB MOpPOAYBAOT a30TOM U HACHETAalOT [MOCJAeAHHH 10
Tapjaenust 5 armMocdep. 3areM BKJIIOUAKOT MellaaKy, o6orpes H
larpeBaioT aBTOKAaB A0 245-—250°) mponoJzKasi BeCTH PeakKUuIo
TIPU 3TOH TeMIeparype B Teuenue 12 uwacos. JlaBjieHue TP 3TOM
nopaumMaetcs 1o 45—50 armocdep. [Tocse ucreuenns ykasanuoro
BpeMeHH OOOTPeB BHIK/JIIOUAIOT, OXJaXKAal0T ABTOKJIAB, CIYCKAIOT
JapJieHue, BLITPYXKAlOT PEAKIHOHHYIO CMecCh H OXJaKAaloT ee 1o
6—10° cMmecbl0 JTbAa W BOAB A0 TOJHOTO BhiieJeHHs] Henpope-
aruposasilero uHaosa. OxJaxKIeHHYIO pPeakuHOHHYIO cMech
TEePEHOCHAT Ha HYTU(DUILTD U OTACISIOT He BCTYIHBIUHE B PeAKIUIO
HHIOJT U IPYTHe 3aCTHBUINE MACAsHUCTBle mpumecd. uaprpart,
CO/lEePXKAIMH KAaJHeBYIO COMb 3-HHIOMUIYKCYCHOR KHCJIOTHI, TMOJ-
KUCISI0T — pazbaBienHolt  coasnoll kucaortoi (1:1) no xucaoi
peakuuu Ha kouro. OcaloK BHMaBIIeH  3-HHAOJUIYKCYCHOM
KHCJIOTBL OT(HUJIbTPOBBIBAIOT, MPOMBIBAKOT BOJAOH A0 OTCYTCTBUS
KHCIOH peakuMM Ha KOHTO, OTXKHMAIOT M Cyllar, 3-Unponuayk-
cyenyo kucaoty cywat upu 30—50° (npumevanue 2). I[Mosyuator
NPOAYKT CBETIO-XKEATOrO lBeta ¢ T. ma. 164-—167°

Beixox 112,4—121,1 2, uau 90—97 % TEOPEeTUUECKOTO KOJIU-
vecra. [Toce nepekpucranausanuu u3 1000—1200 ss BOIHI
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noayuator 99,8—106,8 ¢ (80,0—85,0% ) retepoayKCchHa € T. ML
170—172°.

3-UHA0JUIYKCYCHAA KHCJI0Ta, C,0HgNO,, mou. Bec 175,17—
CBETJI0-KeITOe KPUCTANIHIeCKOe BEIEeCTBO, XOPOLIO pacTBOPUMOE
B ropsiueil Boge U OObIUIbIX OPraHHYCCKHUX PACTBOPHTEJIX.

Mpumeuanusd

1. 3arpyska XJOPYKCYCHOM KHCJOTBI BeleTCsi HeGOJbUHMH
nmopuusAMU BO H30exKaHue BbIOpoca BCAEACTBHE O6VpHOH peakuuun
HeHTpaJu3aluu.

9. BoJsiee BLICOKHE TeMIlepaTypbl BbI3BIBAT H3MEHEHHE
[BeTa NPOJAYKTA, UTO YKa3biBaeT Ha HHTEHCHBHbIC OKHC/ANTEbHbIE
npouecchl.

Jpyrue cnoco6bl NoJy4YeHuUs

3-UnoauayKeycHast KHCA0Ta MOJYTaeTCs 0 PEAKIHH Ouure-
pa['] u3 7 -UMAHMNPONHOHOBOTO a’blerHia ¢ MOCIeAYIOmHM
THAPOIH3OM 3-HHAOJIHIANETOHUTPH. 1A 209 -nbIM pacTBOPOM €JKO-
ro nHatpa. ®okc u Bromok[?] nmosyuasnu rerepoayKCHi ¢ BBIXOAOM
21%, UCXOAS U3 TAYyTaMUHOBOH KHCJIOTHL, a Henunecky{®] npexn-
JIOKUJ CXeMy CHHTEe3a 3-HHAOMUIYKCYCHOH KHCJIOTH, HCXOASl M3
N-O-Kap6OKCHq)€HI/IJI-N-aueTI/IJIaM[/IHOyKCyCHOﬁ KHCJIOTBL 3a 1o-
cJaeqHMe TOoAbl TeTepOayKCHH MOJdydasay MOUTH HCK/IIOUHTENBHO
H3 ee HUTPHJA, KOTOPBIA TOTOBHICS JHOO U3 HOJHUCTOTO MHAOIUI-
MarHud u X./'IOpaHeTOHI/ITpI/IJIa[4], aubo u3 uugosa, popmasbaeru-
na u muamucroro Kamusi[>]. Chaizep u Muarpum[7] noayyusin
3-MHIOMHJIYKCYCHYIO KHCJIOTY KUIISTYeHHeM TpaMuta ¢ HHAHHCTHIM
narpuem. JIxkoncod ¥ Kpocou [*] moiyunnn 3-HHAOJUIYKCYCHYIO
KHUCJIOTY C BBIXOJ0M 90% B3aMMOJEHCTBHEM HHIO0JIA C TIUKOIATOM
Kaqus B aBTOKJaBe mpu Temmeparype 250°.

1. L. Tanaka, J. Pharm. Soc. Japan, 60, 219 (1940); [C. A., 34, t446
(1940)].

9 S. W. Fox, M. W. Bullock, J. Am. Chem. Soc., 73, 2754 (1951).

3. C. D. Nenitzescu, D. Raileanu, Chem. Ber., 91, 1141 (1958).
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4. R. Majima, T. Hoshino, B3er., 58, 2042 (1925).

5. Tat. CITA 2. 222, 344 (1940); [C. A, 35, 1807 (1941)].

6. Snonckuit mar. 161. 544 (1944); [C. A, 43, 2236 (1949)].

7. H. R. Snyder, F. 1. Pilgrim, I. Am. Chem. Soc., 70, 3770 (1948)
8. H. E. Johnson, D. G. Crosby, J. Org. Chem., 28, 1246 (1963).
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1-KAPBOKCUMETHUJI GTAJIA30OH-4
(4-Okco-3,4-nuruapopranasui-1-ykeycias KHC.10Ta)

co ¢ -CHCOOI1
/\\, \ CH,COOK |/ e \
Y Y cncono SO 7Y
X co ~ o/
CH,COOH
\
- CHCOOH
VRN K,CO,, HCI /7 N XN
| I o + HANNHaH,80, ———> | | W
co’ \/\/
0

Mpepnomum: A 1. Koer, A, C. Ilyoxxwonac
[Tposepnmi: M. T. Ppurcpsn, B. T AdpuxsH

IMNoayyeHHUe

PrasudenykcycHas Kuciora. B MOJMyJIHTPOBYIO TPEXTOP.TYIO
KPYIJIOAOHHYIO KOJIBY, CHAGMKeHHylo MeuralKoH, TepMOMETPOM H
o0paTHHM XOJOAUAbHUKOM, oMentator 59,3 ¢ (0,4 Moas) aHrua-
puia drasesoil kucaoThl, 45,2 2 (0,46 MoJIs) CBEKEILTaBICHHOrO
YKCYCHOKHC/IOrO  Kaaus, 80 M4 YKCYCHOrO aHruipuia i 1pH
nepeMelllHBaHHN HArpeBaloT Ha KUIsmed poasnoit Oane 30
MunyT. Yoanus GaHio, HarpeBalue Mpojo/KAIOT 1a BO3AYIIHOH
GaHe O TeX T[Op, IOKa TeMIlepaTypa peakLUUOHHOH CMecH He
nocruraer 145—150° (npumeuanune 1). Ilpu s10il Temmeparype
Harpesanue npojao/kaipr eme 10 MHUHYT, 1alOT OXJAAAMTbCs 1O
90°, npususawnT 200 ma ropsued BOJBI, XOPOWIO pa3MelIHBAKOT
ropauyro cMmech (GuabTpyloT. OcaloK MHOTOKPATHO MPOMbBIBAIOT
cHauasa ropsiuell BOAOM, 3aTeM aleTOHOM. MOKa (pUIbTpyIomascs
JKUIKOCTb cTaner Gecusernoi. [losyuaror 32,7—35,8 2 (43,0—
47,09%) BewectBa, rapsimierocst npu 258260 ¢ pasioxeHneM
(npumeuanue 2).

1-Kapboxcuneruapraradon-4. B noayiurpoBoil Tpexropaoi
KPYIVIOAOHHOH KOJ10e, CHaOXKeHHOH MellaJgKoil, TepMOMETPOM H
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OOpaTHLIM  XOJIOAHJBIHKONM, NPH MEPEMEelIHBALNY  PACTBODSIOT
69,1 2 (0,5 Modist) yraekuc10oro Kaaus B 250 aa Boabl, 10Ganisi-
10T 31,2 2 (0,24 moas) cyabdara ruapaskna. 3atem NpHOABASIOT
HneboabWUMy  nopiuamMu 38 e (0,2 moas) (rajimaenyieyciiodn
KMCJIOTHI (TpuMeuatne 3) U HarpeBaioT PeaKHHMOHIIYI0 cMech 2 ya-
ca npu Temneparype 95—100°. TTocae oxgaxaeHus QHIALTPYIOT,
MOAKHCJASIOT KOHIEHTPUPOBAHHON COJIAHOR KHCJIOTOH, OTcachiBa-
10T BBILEJMBIIMHACA 0CaA0K W [epeKpPHCTA.LTIH30BLIBAIOT  H3
600 M4 BOALI ¢ 7 2 aKTHBUPOBALHOTO YT,

Brixog 30,6—31,1 2, uaun 750—762% TeopeTrHUecKoro
KosuyectBa; T. MI. 165° (c passgoxKeHnem).

1-Kapbokcumeruiadraaason-4, CioHgNoOs, moa1. sec 204,19—
HecUBETHOE MJM CJerka KeaToOBATOe BeUIECTBO, PacTBOpPHMOEe B
ropstuel BOJE, METHJIOBOM, 3THJIOBOM CIHPTAX W HEPACTBOPHMOE
B8 OeH3ose, xJopodopme.

NNpumeyanusd

l. B npoiecce HarpeBaHusl peakllHOHHasi cMech cHauagja
fipeBpaniaerTca B KUAKOCTD, 3aTeM TIpH 85—90° rycreer, Koria
TeMmnepartypa gocturaer 105—110°~—cHOBa CTAaHOBHTCA KHAKOH,
a npu 145—150° onsATh crymiaercs, NpUEUMAasl K KOHIY KOpHUHe-
BYIO OKpacky.

2. Tlonyuenue ¢rajduaeHyKCyCHOR  KHMCJOTE OCHOBAaHO Ha
pa6orax ['abpuens u Heiimana['].

3. IlpubaBnenue ¢TaqsuaeHyKCYCHON KHCIOTH BLI3BIBAET
Oypunoe BcnenuBanue. Ecau cHauana ke HpHIHTh B KO0V 2-—3
KaILTH aMHJOBOTO MM TeKCHJOBOTO CHMPTa, MOXKHO H3bexaTn
BCTIEHHBAHUST KaK TMpH  NpuOaBJIelNd  KHCIOTH, Tak M NpH
HarpeBaHuH.

A pyrue cnocoGel NoJiyyeHus

1-Kap6okcumernapranason-4 noayded ToJbKO [0 OTIHCAHHO-
My BHIIE crocoly.

1. S. Gabriel, A. Neumann, Ber., 26, 951 (1893).
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2-(4-KETONEHTHJ1) BEH3UMUIA30J1

/\IINHZ coot! I/\H__T
I ' "e - - 2 P =C SH,
(AN CHLEHCH . CCICHy = [ ) CHCHACH =CCICH,
oW
| :
— KA ercricn.coct,
H

Mpeanoxnmi: K. C. Kaparessu, I. T. Taresocsn
[posepiu: A, 3. Arasm, C. T Yummapursn

MMonyuenmue

2-(4-Xaopnenten-3'-ur)bensunudasor. B TONyJIHTPOBYIO
KPYIJIOJOHIYI0 KOoady noMemtator 21,6 e (0,2 Mos1s1) O-heHHIeH-
nnamuna, 44,5 ¢ (0,3 mous) 1 -XJOPKPOTHIYKCYCHOH — KHCJIOThE
(npumeuanue 1) u 250 w4 411 pacTBOpa COAAHON KHCAOTHIL. Cwmech
KHMSTAT ¢ OOPaTHBIM XOJOJM/JIBHHKOM B TeUeHHe O 4acoB, 3aTeM
OXJIAaKAAI0T 10 KOMHATHON TeMNepaTyphl W 006aBIsioT 25 Yo -Hblil
pactBop amMuaka (okoao 240—250 ma) no c.1a00IMeg0uHOH
peakiuu Ha JakMyc. Bbige nsuinecst KpUCTamIbl OTOHIbTPOBbLIBA-
0T M nepekpucTaanuzoBbiBalor 13 100 ma cnupra. [osydaior
32,3—335 ¢ (73,2—75,9%) cBeTJ0-KPEMOBBIX KPHCTAMIOB ¢
T. ma. 145—146°.

2-(4'-Keronenrun)6ensumudasos. B 1ByXropayio KpyT1010H-
HYI0 KOJOY eMKOCTbio 250 a2, cHaOKeHHyio MellalKo|, MoMellaoT
22,0 2 (0,1 Mmoaist) 2- (4'-xs10pnenTen-3"-i1) GeH3EMUAA30Ta H 45 MA
cepHoél kucaorel (d=1,75). PeakuuoHHYIO cMecb, BbIAEIAOLIVIO
XJOPHCTHEH BOJOPOA, TNepeMeminBaior B Teuenne 28—30 yacos.
3aTeM, NpoJOIKas MepeMellliBaHHe H OXJIaXK/1as JeAfH0i BOIOH,
cMech pasbaBasior 50 m4 BOAB, CAMBAIOT B CTAaKaH U MOJAIiesa-
YyYBAIOT VIVIEKMCJABIM HATpPMEM [0 IOJHOH HeHTpaJu3aluu
KHCJAOTHL.,  BbigeauBnivecs KPUCTAAAB OTOUILTPOBHIBAIOT H
nepeKkpucTanau30BbiBaoT U3 40—50 ma crmpTa (npuMeuanue 2).

Buxog 12,7—12,8 e, uau 62,8—63,3% TeopeTHUECKOTO
KoJdHuecTBa; T. mia. 120—122°
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2- (4'-KeronenTu.st) 6eH3HMH/1a30.1, Cio HiuN,O, wn0a1. Bec
202,26 Gecieriible  KpPUCTaldbl, pacTBOpUMbIE B OOBIYHBIX
OpraHHIecKHX pPacTBOPUTENAX.

lipumeuanusd

1. Tloayuenne < -X.JOPKPOTHAYKCYCHOH — KHCJOTBI  ONHCAHO
Buxrepae['].

2. BemecTBo MOKeT OBITL MepeKpPHCTAIIN30Bal0 U3 OOJMLUIe-
ro konuuectBa (380—400 ma) ropaueil BOABI

Jpyrue cnocoObl noaydeHud

2- (4’-KetoneHtu1) 6eH3UMHM1A30/ TIOJTYYEH TOJIbKO ONMCAH-
HBIM Bhile crocobom[2].

1. O. Wichterle, Chem. Listy, 37, 180 (1943); [C. A., 39, 1841 (1945)].
9. K. C. Kapareasn, JI. B. Xaxakau, P. T. Fpuropsan, I. T. Taresocsan,
Apm. xum, k., 25, 54 (1972).



3(5)-METHJINUPA30J]

et
NN
H

HC. C—C . CH -~ H,NNH,-H,0 ——>

[Mpeaaoxuan: C. T. Maunosn, 3. I'. dapSuusi,
10. B. Murapmssan
[ Iposepmai: A, O. Tocyasy, P. A Kyposu

Nonyyenune

B uernipexrop.1yio Kpyriojotiyio KOJIOY ©MKOCTbIO H0 i,
Cladukeinyio Mela ko, 06pPaTHLIM  XOJO0AWIBIMKOM, BEpXIHl
KOHEI KOTOPOro COeIHHEeH ¢ 3MeeBHKOBOI JIOBYVILUKOH, oXJaxKgae-
MOH CAeChI0 CyXOro JIbJa ¥ aueToHa (mpuMeuanne 1), TepMomer-
poM W TpyGKOH 117 BBOAA rasa, JOXOAAIleH 10 AHA KOJObI,
noyelgator 15 ¢ (0,3 moast) ruapara rugpasuna (npumMeuanue 2)
U NIpU IepenelluBaHUU  MeLTeHto mnponycekawt 10 e (0,2 moas)
auaneru’deHa (mpumeuande 3)- Ilpu 3Tom peaknuoHuas cmech
pasorpenaercsd; TeMIEPaTyYPY B KOJ10e IOAAEPKUBAIOT B TIpefieax
40—50°, oxaaxknan ee pojof. [locome nmponyckanus Bcero xoJiye-
CTBa AMalleTHJIeHa, Ha 4TO Tpedyerca 2—2,5 qaca, cMech nepeMe-
urgpalor  emte 1 wac mpu  40—50° M neperoHdlOT B BaKyyMe,
cobupan Ppakiuulo, KUMALIVIO pr 75—76°74 mm (93—94°/10 mmj .

Brixog 13,5-—-14,7 e, wumu 82,3—89,6% rTeoperuueckoro
KO.THYeCTBa.

3(5)-Metuanupason, C4HgNg, mox. sec 82,1;  di¥ 1,0195;
nyy 1,4930—G6ecuBerdas *HIKOCTD, PACTBOPUMAT B BOJE, CHUPTE
u Gensoqe. Iukpar naasurcsa npu 142° (M3 Boawbl).

Mfpumeyanusn

l..3mMeeBHKOBaAsA TOBYIOKA CIVIKHT 105  VJAaBIHBAaHUA He
BCTYTTHBLIETO B PEAKIUIO 1HAUETUIEHA, KOTOPbIl HaKamTHBAeTCs
npit 6elcTPOl motaue B Ko.audecrne 0,5—1 e.
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2. J11s cHnTe3a MOKeT OblTb MCOOMIL30BAl THJAPAT I'lifpasu-
ita Mapkn YTA wim XY,

3. Iuauerusaell mogyyaioT HEMNOCPEACTBEHIIO Tepefl ONbITOM
B3auMoeicTBieM | 4-auxgaopbytuHa-2 ¢ 40% -1blM pacTBOPOM
eIKOro HaTtpa 1o cnocody, onucansiomy T. FepGepmom['].
Heo6x011M0e KOJHUECTBO AHalieTHAeHa COOHPAIOT B 3MEeBUKOBOY
JOBVIIKE, 0X.1aXK/12eMOJl CMeChio CYX0Oro Jbja H amerona. M3 sroi
e JMOBYLIKH JHaleTHJIeH MPOMYCKAIT B PeaKUHONHYlo Koaby,
mpuueM paBHOMEPHBIH TOK AMALeTHIeHa JOCTHTAeTCs MOCTeneH-
IIBIM HCMApeHHeM ero MpH KOMHATHOH TeMmeparype.

Jpyrve cnoco0bl NoJy4yeHHs

3(5)-MeTH.1nHpasos, KpoMe ONHcalinoro Bbime crocobal?],
GbT MOJYUeH KoHAeHcanuell ruapasuna c (dopmuianeronoM[?®]

MIH MeTH/1- 3-XJ0opBuH4AKeTonoM[1].

1. T. Herbertz, Chem. Ber., 85, 475 (1952).
9. C. I. Maunosiy, . T. Jap6uusan, 0. b. Muarapmuksau, Apm. ximw. ., 21,

998 (1968); C. I'. Mauosn, 3. I'. Hap6uusy, 10. B. Mutapmxkan, Ast.
: e, CCCP Ne 237905 [Broan. uszobp., Ne 9 (1969)].
3. L. Knorr, L. Mac Donald, Lieb. Ann., 279, 190, 217 (1894).
4. A. H. Hecuvesnnos, H. H. Kouwetkos, M. W. Puifuuckas, Mse. AH CCCP,
OXH. 1950, 350.
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5-(n-METOKCHUBEH3UJ)-6-METHJTYPALLUJT

COOC,Hs J \
NH, | /A CH,ONa (‘H OCH,
SC{ " CHCH, — >OCH3 —
NH, 1 —
* cocH, T \ /

oH —
H

N/\‘JCH2</ >OCH3 M0; /\CH</ Noc,

Hs{ dcH, N= HOL

Hpepnoxunn: A, A, Aposu, M. C. Kpamep
IMposepunn: M. A, Kangpuxsu, JI. A, Tpuropan

Honyuyenmne

5-(n-Merokcubensua)-6-meruatuoypayus. B TOJY.THTPOBYIO
TPEXTOPJIYIO KPYTVIOMOHHYH KO0y, CHAOKEHHYIO MEIaJKol u
006paTHBIM  XOJOLWILHUKOM, ToMemaoT 200 s4  MeTHIOBOro
CIMpTa M HeGOJBIIMMYU KycoukaMy nobasasiior 10,35 2 (0,45 r-at)
MEeTaIHueckoro HaTpus. K mNogyueHHOMY aJKOrOgsTy IpH
nepeMellHBaHHK TIOCAe0BaTelbHO npubasisiior 11,4 2 (0,15
MOJisl) THOMOYeBHHH M 37,5 ¢ (0,15 moss1) n-merokcuGensmaame-
TOYKCycHoro sdupa (cM. «CHHTe3bl FETEPOIMKIHUECKHX COeJHHe-
Hui», 8, crp. 9).

Peaknuounyio cMecb 0pu TepeMeNIHBAHHH KHOATAT Ha
BOAsiHOH Oane 7—8 yacoB. MeTaHo/ OTTOHSIOT, a 0Opa30BAaBLIHI-
€l OCafoK pacTBopsioT B 50 ma ropsuedl BOJH, NEPEHOCHAT B
TJIOCKOJJOHHYIO KOJIOY W OCTOpOXKHO (mpuMedanue 1) HOAKUCASIOT
30 M4 JenAHOH YKCYCHOH KMCJIOTH. BHIaBlive KpHCTAJJbI
OT(UABTPOBLBAIOT, TIHATENLHO TPOMBLIBAIOT XOJOIHOH BOAOH H
BbICYIUKBAOT.

Boixon cbiporo mpoaykra ¢ T. ma. 205—206° cocrapasier
29,2—30,6 2 (743—779%).

IMoc.te nepeocaxpennsi (nmpumedanue 2) BHIXOJ OUHLIEHHOTO
MpodyKTa ¢ T. 1. 225-—-226° cocrasaser 253—27.3 2, uau
65,0-—70,09% TeoperHuecKOro KOJHYeCTBa.
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5—(n—MeToiccuéeﬁsu/z)—6—M€Tuﬂypat4u/z. B uerbipexropJyio
KpyTVIOLOHHYIO KOOY €MKOCTLIO 950 A2, ClIAGKEIHYI0 MellaaKoi,
06GpaTHBIM XOJIOHIbIHKOM, KaTe bHOM BOPOTKOH H TEPMOMETPOM,
gomemaior 26,2 ¢ (0,1 Momst) ChIpOro 5-(ﬂ-MeTOKCI/IGEIISHJI)—G—
METHATHOypaLHu/ia M pacTBop 16 ¢ (0,4 mons) eAKOro Harpa B
100 #4 BOAbI. PeakinoHHYIO cMech MepeMeliMBatoT no obpasona-
Hisi TOMOTEHHOTO PacTBOpa M OCTOPOZKIIO, MO KallTAM, W TpH
nepeMellHBaHUH TPHIHBAIOT 50 ma 30%-HOU TEpPEeKHCH BOAOPO-
na B 40 ma BOABI, MOAJEDKHBA TEMNEPATYPY we Bbile 50—60°
(npumeuanue 3). 3areM COAEpZKUMOE KOJIOH HarpenamoT Ha
pomsinoii Oame 30—40 MuHYT, OXJaxXJalT M MOJAKHCIAOT
KOHIIEHTPHPOBAHHOM COSHOM KMCIOTOH. BbLIe UBILIMHCT Maco-
o6pasHbli  POAYKT KpUCTANIH3YeTCsl  Mocse  OX1azKAeHil B
XOJONN/IbHUKE B TeuernHe 2—3 4acos. Kpucra/iasl  oTcachlBator,
npoMbiBaloT BOJOH M TepPeKpHUCTa/JH30BBIBAIOT - H3 200 M.
TUJAOBOTO CIIMPTA.

BrIX0O npoayKra ¢ T. I 9249_-.943° cocTanJsier 21,0—21,7 ¢,
wau 85,3—88,1% TeopeTHYecKOro KOJHYECTBA.

5-(n-MeTOKCH6eH3HJI)-6-MeTmypaum1, C3H.NyOs, Mo
BeC 246,27——MeﬂK0KpHCTamnqecxn1'/’1 feJblil TOPOLIOK, TPY,1HO
pacTBOPUMbIE B 3THIOBOM M METHIOBOM cnupTax, HePacTBOPHUMbII
B »(upe, Gensosne U BOJE.

MpumeuaHusd

1. PasJioxeHHe HATPHEBOH COJH VKCYCHO#l KHCJIOTOH 1neoHxo-
AMMO TPOBOJMTL OCTOPOXKHO, Tak Kak Mpu  STOM NPOUHCXOAUT
CIVTLHOe BCIeHHBAHHE, UTO MOMKET [MPHBECTH K MEXamHuecKiM
noTepsAM MPOAYKTA.

2. BBuay HepacTBOPHMOCTH 5- (n-MeTOKCHOEH3HT) -6-MeTH.1-
THOypanuia B OOBIUHLIX OPTraHHYECKHX pacTBOPUTE/ISIX OUHCTKA
[OCJ1e/IHEer0 IPOBOAUTCH CIEAYIOWHUM obpasom: 19,5 & Tioypanm-
da pactBopsiior B 50 sz 10%-noro pactBopa eJKOro narpa,
buabTpyoT ¥ QUABTPAT MOAKHCIAOT coastiofl  KHC10TOH 10
KHCJOH PpeaknHH Ha KOHTO.

3. OKucaenne, 0COOEHHO BHauale, CHIbHO IK30TEPMHUUHOE,
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NIO3TOMY  TeMIIePaTVPy PeaKIUOHHOH cMecu NOLAEP AKHUBAIOT
CKOPOCTBIO npuOaB/enust nepekucu BOOPOAA, OX.Jaxk1as KOOy
BOJOH,

Hpyrue cnoco6ui noayuenus

5-(n-METOKCI/IGGIISHII)-6-METI/IJIypa]ll/IJI NoJydaloT Takxe
peakuuen 5-(n-MeTOKCM()eHaHn)-6-MeTMTHoypauma ¢ XJop-
YKCYCHOH KHCIOTOH M mocsenyonmy THAPOTH30M TMPOME HKYTOY-
HOTO 5-(n-meTOKcHGeﬂsnﬂ)-6—MeTMﬂKapGOKCHMeTMJTHprauma
COJTAHON KHCI0TOU[!].

I. M. C. Kpamep, H. T. Kapamersii, A. A, Aposu,  Apm. xim. ., 24, 191
(1971).



N-(4-METOKCHBEH3 UJ)TUOBAP BUTYPOBASA KHCJIOTA

c113o< \CH NCS--NH, —> CH o< >CHoNHC\1H,

T C,H;0Na
CH, O< >CH2NHC\IHZ . CH,(COOC,Hs), —_—

(" Y

CH, o< >u12 : | - 9C,H,0H
== //\N/\ 0 )

Tpeanoxinin: . A, Apesu, MU AL Kaapuksy
Tpesepuai: T. P Oegcenan, M, C. Kpavep

MoanydeHune

4-MeToKkcubeH3uATUoMO4e8UHA. B ABYXTOPIVIO  KpYTIIO/0H
HYIO KO0y, €MKOCTbIO 950 a4, cHAGHKEIHYIO T[a30NpPHUBOIHOM
TpyOKOIi, Aoxoasuled j0 AHa KOJIOBI, H OTBOANONH TPYOKOH,
nmomemator 17,9 2 (0.1 Moas) 4- MeTOKCHBEH3HIH30THOL M aHaTa
(mpuvedanue 1) u 50 ma adcomoTtioro sdupa. Koaby oxaamxaa-
[OT JIBIOM H Uepe3 CMech MPOMycKaloT TOK aMMHaka /o racbiie:
s, Peakmuoniyio Maccy OCTaBIAAIOT Ha HGHb B XOTOAHILHHKE:
[Tosyueniible KpUCTA/IIbl OTCACHIBAIOT H NPOMBIBAIOT a0COTIOTHDIM
5(pUpoN  (mpumedaHue 2).

Boixon 4-MeTOKCH6eH3HJTM0M0quHHbI ¢ T. I 132—133°
cocraniter 105—11,0 2 (53,5—56,1%).

N-(4- A4€TOACM6€H3MA)Tu06ap6uijOBaq rucaora. B Tpex-
FOPJIVIO KPYTJIOJAOHHYI0 KO0y eMKOCTBIO 250 m.1, cnaGKenny
MEWATKOH M OOpPATHBIM  XOJOAWIBHHKOM € X T0PKA1bIIHEBOI
TpVyOKOH, MOMEMaloT 100 #.1 abCcOTIOTHOTO  3ITHJOBOTO  CTIHPTA
(npumeyaine 3) W HeOOJBUIHMH KyCOUKaMi pobasasior 2.3 e
(0,1 T-aT) MeTaTLIMIECKOTO HaTpus. 3areM K MOJydeHHOMY
a,JIKOTOJATY TIPH nepeMeninBaHuu npubas.asior 9,6 2 (0,06 MOJIA)
Magonosoro  shupa u 11,7 e (0,06 moast) 4- MEeTOKCHOeH3HITHO-
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MoueBHHbI. Peaknuonnyio mMaccy narpeBalot Ha BOIAHON Game B
Teuene 30—35 dacoB (mpumeuanue 4). Ilo oX1akmeHun ciecs
NOAKHCAAOT pasbGaBiaeHHON (1:1) cogsHOf KMCIOTOH 10 Kuc.0it
pPeakUHH Ha KOHIO M OCTaBJAWT Ha HOYb B XOJOIHILHUKE.
‘O6pasoBaBIIHecss KPHCTAMIB OTCACHIBAIOT, NPOMBIBAIOT BOI0M
4 pactBopaioT B 50-—60 ma 5%-HOro pacTBOpa eLKOro  Kadi.
HepacrBopumyio wacre OTHUILTPOBBIBAIOT, GUALTPAT MOIKHCISI-
10T COJSHON KHCIOTOR 10 KHCJAOH PeaKIMH Ha KOHTO. Kpucraanm
OTCACLIBAIOT, MPOMBBAIOT TPUXKALL BOJOH M CyHIAT Ha BO3TyXe.

Beixon npoaykra 14,0—14,3 2, uiu 89,1—91,0% TeOpeTHYe-
CKOrO KOJu4YecTBa; T. ma. 139—140°.

N- (4-Merokcu6en3n1) THOGapOUTYpOBast KHCJOTA,
CioHpN,03S, Moa.  Bec 264,31-—xenrtoBartoe KpPUCTATJIHULCKOE
BEHIECTBO, MJIOXO  PaCTBOPHMOE B OOBIYHBIX  OPraHHYeCKHX
pacTBOpHUTENAX H 1epacTBOPUMOE B BoJe.

Npumeuanus

I. 4-Merokcubensunuaornonnanar cuuteanpopan[!] B3anmo-
neiicteueM 0,1 Mosast 4-merokcubensunxgopuga ¢ 0,1 mouas pona-
HUcTOro Kaaus B 100 ma gumeruadbopmaMuna npu 40—60°. Brixox
76,0%; T. kum. 141—143°/1 mn.

2. TIpoaykr p0cTaTo4HO UPCT W BHOJHE MPUTOZEH ]
TpoBenenus chaenyioed craauu. [Ipu HeOGXOAUMOCTH BELLECTBO
MOZKHO TIEPEKPHCTALTN30BATh N3 50 M4 3THJIOBOTO CIHpPTA.

3. lns  ycrmenmiHoro TmpoBefeHHs  cHHTe3a COUPT AOJTKell
ObiTh He nuxe 99,9%. Jlpyrue wucxomiisie NPOAVKTEL  TakxKe
HOACHDBL OBbITH CYXHMHM.

4. Tlpu cokpauiennu Bpenenu HarpeBaHUs BHIXO1 MPOAVKTA
CHHIKAeTCH.

HApyrue cnocoGut noayuenus

N-(4-MeT0KCH6eH3m)Tno6ap6myp03aﬂ KHcI10Ta Oblida no-
JydeHa TOJNBKO ONHCAHHBIM BhILIE CTIOCOBGOM [2].

LA Al Aposn, T. P. Oscensar, II. P. Axonsin,  Apw.  xma, k., 22, 493
(1969).

2. A A, Aposn, M. A, Kanapnksn, Apy. xum. x., 24, 913 (1971).
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2.(4-METOKCU®EHUJI)XHUHOJTH H-4-KAPBOHOBASI KHCJIOTA

O S won — (e

\/\N/* AN
COOH

I//\”COCOO}\ L CH. C< >OCH }\OIIH(‘l,/\“ \l —
o Ve \/\N/fI *<__\>OCH3:

Iperaoxmnme: A, C. Asapaus, II. A Apersn
Tposepn: M. A. Kanapuksu, M. A, Mpansu

IMMoanyueHue

B 1pexropayio KDYIJIOAOHHYIO KOJIGY, eMKOCTbio 250 s,
CHAGKEHHYI0 0OPATHBIM XOJOANIbHUEOM M MeUIaJqKoH, NoMeria-
o1 14,7 2 (0,1 moas) usatuta, 120 ma sranona, 60 s 33 % -noro
pacTBOpa eIKOro Ka/lu H IpPH NepeMelluBaHUH B TCUCHHE 25—30
Mubyr nputasasior 15 e (0,1 Moas) 4-MeToKcnaueropeHona
(npuMeuanue 1). CMech HarpeBaloT Ha KunfAmeil BOAsSHON GaHe
7—8 yacoB. 3aTeM OTTOHSIIOT DACTBOpUTeNs, npuauBaipor 500 Mz
BOJBI, OT(QUIBTPOBBHIBAIOT u GUABTPAT 3—4 pasa MNPOMBIBAIOT
spupom (mo 50 ma). Jlas ypanenus pacTBOpeHHoro s¢upa
BOJHbII CJIOH TEPEHOCAT B IHTPOBYIO IEPETOHHYIO KO0y, KOTOPYIO
Ca6:KalT KaouIJasgpoM, U 11aTPeBdOT Ha BOAAHON fate B BaKy-
yMe BOAOCTPYHHOro Hacoca B Tedeiue 30 MUHYT.

[To oxaaJeHHH pAacTBOp IMePEHOCAT B JUTPOBBIY CTaKay,
noakucasiior 75 ma 209 -1oil COMAHOA KHUCAOTH (MpUMeyaHue 2)
u octapasior Ha 10—12 vacos. Ocagok orcachiBalT, 2—3 pasa
npombiBaoT Booi (mo 100 a4), pacTBOpSIOT B 300 ma 15% -Horo
pacTBopa COIbl, NPWIHBAIT 1 4 BOXBI, COAeprKalled 25—30 2
NOBapenHOH  COMH, H OCTaBJAKT Ha HOYb. 3areM PacTBOp OT-
(GUABTPOBHIBAIOT U MOAKUCAAOT 150 ma lu COMFHON  KHCIOTHL
TToyyeHHble KPUCTANIBl OTCACHIBAIOT, 2—3 pasa MPOMbIBAIOT
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80;0it (o 100 ma) u uepekpucTanaudosbinaioT 13 150 44
75% -10r0 sranona. Beixox 2- (4'-MeTOKCH(pENHI) Xunoanii-4-kap-
- HONOBOH KHEJAOTH ¢ T. a1, 215—216° cocTtasasiet 22,5 -24,0 2, n.1m
80,6—85,9% TeopeTUUECKOr0 KOJHYECTBA.

2- (4’-Merokcupenusa) XuiloanH-4-kapoonoBas Kuc.10Ta,
'C17H13NO3, moa. Bec 279,29—cBeT1.10-KeT0¢  KPHCTANIHUECKOE
BEHIECTBO, XOPOLIO PAacTBOPHMOE B alLeToiie, MEeTHJIOBOM U
3THJIOBOM CHupTax, MI0X0—B a(upe, 6eH30Je, HEPACTBOPUMOE B
BOTE.

IMlpuMeuaHuns

1. IlpumensieTcsl cBekelleperHaHHbIH 4-MeTOKCHALLETOMELO!N
¢ T. kum. 141—142°/15 mm (1. na. 36—38°%). Ilpu npubasaenuu
nocJaejgHero Had.I04aercsl CHIbHOE HarpeBaHHe peaKIHOHHOM
CMeCH, II03TOMY MHOTAa TMPHXOAUTCA OXJAaXKAAThb pPeakIiHOHHYIO
Kon0y BOAOM.

2. Tlpu TrpumMeHeHUH U30BITKA COJSHOH KHCJIOTHI 06pasyercs
rugpoxgaopusn  2- (4-mMeToKcu(PeHUT) XUHOMUH-4-KapOOHOBOfi  KHC-
L10TBl ¢ 1. . 180—182°, Tloakucienue caeayer MPOBOIUTD
“OCTOPOKHO, TaK KaK IPU 3TOM IIPOUCXOJUT CUILHOE BClieHUBaHUe
CMecCH.

Jpyrue crnocodnl nosyueHus

2(4-MeToKcH(DeHUT) XHHOMHH-4-KapOOHOBast KUCIOTA MOJV-
YeHa B3AHMOJEHCTBUEM aHU/IUHA C AHUCOBBIM  aJdbJIeTHAOM U
NUpOBUHOrpanHoi kuciaoTol[!]. TlpuBenenHas Bhlllle TIPOMUCH
Ppaspaborana Ha ocuoBe paborw [lpununrepa, mnpoBoaUBIIEro
aHAJOrHYHYIO KOHJleHCALNI0 H3aTHHA ¢ anetodenoxom[2].

1. R. Ciusa, R. Luzzatto, Atti accad. Lincei, 22, 1, 305 (1913); [C. A.,
7, 2629 (1913)]; Gazz. chim. ital,, 44, 1, 64 (1914); [C.A., 8,
2371 (1914)).

2. W. Pfitzinger, I. prakt. Chem., 38, 2/, 583 (1888), 56,293 (1897).



N-OKHCb 4-HUTPOHUKOTWHOBOVW KHUCJIOTHI

NO, NO,
N CH,  NayCr,0.H,50, (2 NCOOH
1 st |
XN \N/

o o

Ipeaaoxux P. TL Pao
Mposepuan: O. JI. Muaxosn, O. E. Facnapsin

NonydyeHHe

B nOJy/JIHTPOBYIO UETBIPEXTOP.IYIO  KPYIVIOJOHHYIO KOJAOY,
CHAGKEHHYI0 MeWaakol, 06paTHbIM XOJ0AUILHAKOM, TEpMOMET-
pOM I Kane/pHoH BOPOHKOH, noMeraiot 60 e AByXpOMOBOKHCIOTO
HatpHst 1 100 44 KOHUEHTPHPOBAHHOH CePHOM KHCIOTHI (d=1,84).
CMmech NPH TepeMellMBAaHIN OXJIaZKAAIOT JIbAOM H COJIBIO /10 0° u
no kamasM npmixBalor pactsop 25 2 (0,16 wmoas) N-okucH
3-MeTHa-4-HUTpOMUpuAnHa (mpuMeyanue 1) B 80 M4 KOHUEHTPH-
POBaHHOI cepHOIl KHCIOTH (MpuMevaHue 2) ¢ TaKOU CKOPOCTbIO,
yro6bl TeMmIlepaTypa peakKUHOHHOH cMecCH TOJAepxHBagach B
npenenax 20—30° (mpumeuanue 3). ITocse mpubapienus cmech
oCTaBJSIOT B JeadHoil Gane 30 MUHYT, 3aTeM yAandi0T OaHio H
OCTABJSIOT emie mosayaca NP KOMHaTHOI TemnepaType. ITpoxoa-
;Kasi IepeMelllMBaHue, PEAKLMOHHYI MacCy HarpeBawT Ha
BoAsHON OGane 1o b0—55 B Teyenue b5 yacos (mpumeuanue 4).
Tlocae oxJaaxkjaeHuss A0 KOMHATHOH TeMIlepatypbl BA3KYIO
PeaKIMOHHYIO CMech CJAHMBAIOT B CTakad, cojepxaumuii 300 e
KOJIOTOrO J1b1a. PeakKuHOHHYI0 KOOy MHOTOKPATHO ONOJaCKHBAIOT
BOA0H (0K0s0 200 M4), KOTOPVIO MPUINBAIOT K OCHOBHOH MOPIHH.
ConepKuMoe cTakaHa OCTaBJAfAIOT HA HOYb B XOJOAMJAbHHKE NpPHU
—5 —0°. O6pasosaBmuecs  KPHCTaJJBl OTHHUILTPOBBEIBAIOT,
NpoMBIBaIOT Ha PuiIbTpe 3—4 pasa Bomoil mopuuaMu no 15—
20 M4 Kaxkaasi, THIATEIbHO OTCACHIBAIOT U BBICYIIMBAIOT B BAKVYM-
SKCHKATOpe HaJ XKOHLEHTPHPOBAHHOH CepHOH KHUCJAOTOH HIN
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GeaBOMIbIM  XJOPHCTBIM KalbliHeM- BBIXOJ CHIpOro  MpOAyKTa,
IPeACTaBIIoNero  COO0H CBeTJI0-3¢/1eHbIC kpuctasibl, 19,2—
293 ¢ nan 64,4—74,8% TeopeTHUECKOrO  KOJAMUECTBA; T 1.
170—172°

[TpoAyKT B TAKOM BHIE AOCTATOYHO UHCT ¥ MPHIOACH AT
GOMBIIMICTBA XHMUUECKHX peaxiui. [I/is nosyyenust 6ecluBeTHoro
BellecTBa KHCIOTY pPAacTBOPSIOT B MHUMMAJBHOM  KOJIHHYECTBE
(0k0.10 25 M) pas3GaBAEHHONA THAPOOKHCH aMMOHHS (onuH 06beM
KOHLENUTPHPOBAIHOTO aMmmiaka ya. peca 0,88 u 3 oOGbeMa BOJIbI).
OGpasoBapmylocst aMMOHHAHYIO COMb OT(QUIBTPOBHBAIOT, NOME-
wawoT B 6adio O JbAOM M CHOBA OCaXJaloT pasbaBJaeHHOH
cosigoit xkucaotoit (1:1)- Kpueraaan oTQUIABTPOBBIBAIOT, TIPOMbI-
BAIOT ABAXK/BI JeASHOH BOJOH ¥ CyllaT B BaKyYyM-3KCHKATOpE.

Boixon 17,5—205 e, wmu 58,7—68,8%  TeOpeTHYECKOro
KoauyecTtBa; r. nJa. 1727

N-Oxkuch 4-HHTPOHUKOTHHOBOH KHCJIOTH, CeHuN5Os, Moa1. Bec
184,11—~06eciBeTHbie KPUCTAMIbl, pAaCTBOPUMbie B BOJE, TOpsiueM
CcMpTe, aleTOHE W HepacTBOpuMble B 3¢upe, GeHsoae, X10popop-
Me.

IMlpumMeuaHusd

1. N-Okuch 3-MeTua-4-HUTPONHUPHANHA NOJYyYeHa TO CIOCOo-
6y 2. Teftmopa u A. Kposertu['].

2. PactBop TpUrOTOBJIEH CJAeAYIOIUM 00pasoM: B CTakaH
eMKOCTbIO 250 M4 moMemiaioT 80 4.1 KOHIEHTPHPOBAHHOH cepHOH
KHCJIOTBI M NPH HepeMellMBAHUU H OXJaK[AeHHH JIbJOM K COJbIO
106aBJSAOT B Teuenne mosaydaca 25 e N-OKHCH 3-MeTH.JI-4-HUTpPO-
NUPUAUHA.

3. He caeayer momyckarbh NOBbILIENUst TeMIepaTypbl peak-
mHoHHON cMecH Bbille 30°, TaKk Kak peaxklus MOXKeT CTaTb
meperyaupyemoi. Koraa Temmepartypa jgocruraer  26—27°,
npekpamialor AoGabnexHe pacTBopa N-okucH 3-MeTHJI-4-HUTPO-
nupuauna. O1HAKO, ecId TeMIepatypa IPOJOMKaeT MOAHHMATh-
csl, peakLHOHHYIO KOO0y caelyeT HHTeHCHBHO OXJaXKAaTh JbJ0M
¥ coaplo g0 20° u saTeM TpOAOJKaTh MNpuKanbiBanue. IHa
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npudap.ieiie BCEro KO.THHCCTRA N-OKHCH 3-MeTH.1-4-1HTPOIHDH-
Aulia Tpedyvercs OKOJ0 1—1,5 vaca.

4. B sroil craanu Tpedyercst 6o/blias 0OCTOPOKIOCTD. [Tocae
TOr0  Kak K0J10y TMOrpyXawT B Tem1ylo BOMY (50°) na 20—30
MMIYT, TeMIepaTypa cMecH MOAHMMAeTCH 10 60°. Kak TOJBKO
TeMmeparypa AOCTHIAeT 60°, K010y yHaJSI0T U3 BOASHOH Ganu H
MOMeILAIoT B GaHI0 CO Jb0M, UTOOM OXJaJHTb PEAKUHOHHYIO
emech 10 20° Koady cHopa mnOMeMaloT B BOAAINYIO famio U elle
| yac caensiT 3a MOBbIIIEHHEM TeMIepaTypbi CMecH.

Jipvrue cnocoObi moJyueHust

N-Oxucbh 4-HUTPOHUKOTHIIOBOH KHC.IOTBI Oblia moJyyelia
okueaenneM N-OKucH 3-MeTHI-4-HUTPOMUPHAHIA PSAOM HCCIeL0-
pareseii[>]. OmucaHHBNi Bbllle CIOCOD OCHOBAIl 1A padote
Bangmxkepa u Pao[*].

1. «CiHTesL Opramiueckux Npenapatos», ToMm. 8, M., WJI, 1958, cTp. 27.
2. E. C. Taylor, A. ]J. Crovetii, J. Am. Chem. Soc., 78, 214 (1956).

3. W. Herz, D. R. K. Murty, J. Org. Chem., 26, 122 (1961).

4. G. M. Badger, R. P. Rao, Aust. J. Chem., 17, 1399 (1964).
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3-(3-OKCH- 3-METHJINPON UJI)- A2-MTAPA3OJIUH

5 CH,C(CH;),
CH,—=CHC=C C(CHj), - H,NNH,.H,0 —> N |
| NS OH
OH H

MNpenaoxum: C. I'. MauosH, 3. T. Jdap€unsay,
M. A. DnnassH
INposepumu: A. C. Hopassan, A. I1. MgpTusu

IMMonyueHue

B aByxropayio KPYILJIOAOHIYIO KOJIOY eMKOCTbIO 250 ma,
cHabKeHHy0 O0OpaTHBIM XOJOAWJIBIIMKOM, TOMemaloT 110,2 e
(0,1 MOJIb) AMMETHABMHUISTHHUIKAPOUHOIA (MpHUMeuaHue 1) u
75 2 (1,5 mons) rugpata rugpasuHa  (mpHMeyaHue 2). Cmech
KHOATAT HA MaciasiHOl Oane B TedeHue 20 yacoB, MOJJCp¥KHUBAsI
temmepaTypy Ganu B mpegenax 110—120°. 3arem ko.10y ciabxa-
IOT KanwiaspHo#dl TPyOKOH, HHCXOJASIWHM XOJOAHUJLHUKOM H
OTrOHSIIOT H3GBITOK THApaTa TrHApasuHa B Bakyyme 40-—50 am
npu Temnepatype 6anu 60—70°. OcTaToOK NMEPEroHAIOT B BaKyyMe,
cobupaa dpakiumio ¢ T. kufl. 113—119°/5 mn.

Bruixon 108,0—113,0 ¢, wiu  76,0—79,4% TeopeTHyeckoro
KOJHUYecTBa.

3- ( §-Oxcu-3-Merunnponu) -A%-nupaso.ui, C;H4N:O, Mo
Bec 142,20; d¥ 1,0490; n® 15000—6ecusernas, Ba3Kaa Kui-
KOCTBb, XOPOIIO pacTBOpuMasi B Bode, cmupte u sdupe. [Tukpar
maasutea npu 1355-—137° (M3 sTusnauerara).

lNlpumeuaHusd

1. Iis cudTesa TpHUMeHeH NPOMBILIJIEHHBIH IPOIVKT.
2. BrBLT HCoNb30BaH ruApar rujpasuta Mapku YIA uau XU.
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Jlpyrue cnocoOm noJiyueHust

3-(3-Oxcu-2-Metuanponus) -A-nupasouy  1OJIVUCH  TOJbLKO
ONUCAHHBIM Bhille crocoGoM[!].

1. C. T. Manosn, 3, T, Iap6uusu, A. A. Caaxsn, Asr. csui. CCCP
Ne 199899 [ Bros1. u3zo6p., Ne 16 (1967) I, 3. I'. Iap6unsgu, A. A. Ca-
axan, M. A, Dnunazan, C. I'. Manosn, ApM. xuM. k., 23, 180 (1970).
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Mpeanoxuau: T. U, Kynruery, r. A. JIparaansa
Nposepra: M. A. Kanapuxas, C. A. XypmyasiH

NonyueHHne

Xaopaueranuaud. B TuTpOBYIO TPEXTOPJYIO  KPYTJIOMAOHIYIO
K010y, cHaO0XeHHYIO MellaJaKoil, 00paTHHIM XOJOMUABHHKOM C
XJI0PKAIbIHEBOM TPYOKOMH H Kameablioll BOPOHKOH, TOMemarT
205,56 ¢ (2,21 Moas1) CBEXKENeperisantoro ammauga  u 300 ma
cyxoro Gensoqa. Memmaaky —MycKaioT B XO4 U npu oxXJjaKaeHu!
KOJIOBI JesiHOi  BOAOH MeAJeHHO TPUJINBAOT no xamwiaMm 1i3 e
(1 mosb) XJ0OpaHTHAPUAA MOHOXJOPYKCYCHOM KHCJIOTHI (TpUME-
yaiue 1), pacTBOPeHHOTO B 300 Mz cyxoro Gensona. llpumuBanue
3aguMaeT npuMepHo 1 yac, B TedeHue KOTOPOIO peakuuonnasd
cMech 3arycteBaeT BCJIeACTBHE  BHUICJCHHS COJISTHOKUCIOT O
apuiuHa (npuMeyanue 2). 3aTeM nepeMellnBanie NpOAOIKAIOT
eme 30 MHHYT M DEaxLMOHHYI CMech OCTaB/IAIOT Ha nous. Ha
caeayiomuil JeHb 0caf0K OT(HHUIBTPOBBIBAIOT H IPOMBIBAIOT Ha
puabTpe ABYMS TOPUUAMH Gensoaa mo 25 ma Kaxaas PUAbTP
mepeHocsT B CTaKaH u 15 pACTBOPEHHS ryApoxXJopuia auuInga
THiaTesbHO NMepeMelluBaloT ¢ 200300 .1 BOJbI, BHOBb OT(MUIBT-
POBBIBAIOT, MPOMBIBAIOT 50 M4 BOABI U BHICYIIHBAIOT Ha BO3IyXE.
Moayuaior 141,2—146,6 2 (83,3—86,5% ) cbiporo xJopaieTani-
muaa ¢ 1. 1. 134—135°, npurogHoro 1 nasqibHefillero UCIob-
3oBanus (mpumedanne 3).

Iuxkausayus. B TOJYTHTPOBYIO TPEXTOPIyI0 KPYTIOAONHYIO
k0a0y, CHaOXKeHHYIO MellaaKoH, 06paTHbIM XOJIOAHJIBHHKOM €
XJI0pKaTbLHeBOll  TPYOKOI # TEPMOMETPOM, nomemiator 84,8 e
(0.5 mous) XaTOpaleTaHHIHAA  H 133,56 ¢ (1 Moab) ©e3BOAHOIO
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xaopuctoro  amomunus. Cmech Harpepaior 10 §0°, ipn  vTOM
{auMlaeTCs MHTENCHBHOE BblAe/elHe XJ0PUCTOro  Bo/10poia H
TemnepaTypa pesko Bo3pactaer- TemmepaTypy CMecH JOBOMAT 10
200° u BbiAepKUBAIOT €€ B TeUClHe 1,5 uaca. 3areM COAEPKHUMOE
Koa6bi oxgaxaatoT A0 100—110° u npu uHTEeHCUBHOM T€peMeLlH-
BaHHH OCTOPOKIIO BJIMBAIOT B JUTPOBBIH CTaKaH, copepKauil
500 2 KOJOTOrO Jbaa W 15 MA KOHIEHTPUPOBAHHOM CO.JI51HOH
KHCJOTHL. Bhiesiiilieecss TeMHO-KOpHUYHeBOEe MAac/a0 NPH CTOsHUH
kpucrajgausyercs. Kpueranasl OT(uabTPOBHIBAIOT H NPOMEIBAIOT
XOJMOAHOH BOAOH. Bexon chiporo mpoaykra 53,6—54,8 ¢ (80,5—
82,3%); 1. na. 95—105° Jlas Aasbliedieiil O4HCTKH [OJYYEeH bl i
OKCHHIOJ TIePEeKPUCTALIH30BHIBAIOT 13 1 4 BOMBL, T. ILI. HCTOFO
sentectBa 124—125°,

Brixon 289—-31,1 e, wm 434—46,7%  TeOpeTUueCcKoro
xomuyectsa. Okcmigoa, CsH/NO, moa. Bec 133,15—06ecuBeTHble
HIJIbI, XOPOIIO PACTBOPHMbIE B clUpPTE, Gensose, aleTolie 1 spupe.

MpumeuaHus

1. X/opauruapuj MOHOXJIOPYKCYCHOM KHCJIOTBI MOJdydaioT
xunsueneM 1 MOJS MOHOXJOPYKCYCHON KHCAOTHI ¢ 1,5 MOJAMH
XJAOPHCTOTO THOHHJIa OKOJO 6 yacoB. XJIOpaHTHAPHI NEPErousioT
¢ ne¢paermaropom npu 106—110°, BeIxoA 81,4—85,8%.

2. B cayyae CHIBHOrO 3arycTeBaHHsl DeaKUHOHHOL CMecH ee
paz6asadior 100 ma cyxoro 6eH30.14.

3. ITpu pabore ¢ XJ0paUeTAHIHAOM CICAYeT co6.M104aTh
OCTOpPOZKHOCTb, TaK Kak OH CHIbHO pasipaxaeT CIHSHCTYIO
06OJI0UKY HOCa, a8 TakikKe KOXKY JHIa H PVK.

Jipyrue crnocodnl noJjyueHus

OKCHHJIO/ TIOJIYUYaloT BOCCTAHOBJIEHHEM 2-HUTPOQEIHIVKCYC-
HOH KHCJOTHI LIMHKOM H cOJsiHOH KueaoTod ['], npu meperounke ¢
MapoM TPOJYKTa B3aUMOJEHCTBHA HHIOAa ¢ X.JOPHCTHIM cvIbdy-
PHIOM B IPHCYTCTBUU CO.IANON KUCI0THI[2].

o2
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IMpuBenennas Bbllle Nponuch paspadoTana M0 aHaaOTHH C
noaydenueM l-merua-3-stustokcungonaa [*] 1 ocnosatia wa Meroje

Olronne[*].

1. L. I. Smith, C. W. Macmullen, J. Am. Chem. Soc., 58, 629 (1936)-

2. G. Mazzaro, A. Borgo, Gazz. Chim. ital., 35, 11, 320, 563 (1905).

3. «CuuTe3nl oprauyecknx npenaparos», rom 4, M. WJI, 1953, ctp. 324.

4. R. Stolle, R. Bergdoll, M. Luther, A. Auerhahn, W. Wacker, J. pr.
Chem., 128, 1 (1930); {C. A., 25, 293 (193D)].
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Mpemaoxumi: A, II. Boaxusan, I. T. Taresocsn
Mposepumu: P. C. Tionu-Kesxan, JI. JI. Oranecst

NMonyyeHnue

Orcum yuc-3-xero-1,2,3,4,4a,9,10,10a-o0xr02udpodheHant pena.
B 10/1yIHTPOBYIO KPYLJIOAOHHYIO KoaGy moMemator 10 e (0,05
Moss) yuc-3-kero-1,2,3,4,42,9,10,10a-okraruapodenantpena (Ipu-
meuanne 1), pacTsopentoro B 100 ma 96%-HOrO 3THIOBOTO
crmpta, 5,2 ¢ (0,074 mMoJs) COJIHOKHCIOrO THAPOKCHIAMHHA H
6,06 2 (0,074 Mo.s1) 6e3BOJHOTO YKCYCHOKHCJIOTO HaTPHA. 3areM
IPHJINBAIOT TAKOE KOJHYeCTBO BOAbl, YTOObl CMecCh cTalla
roMmorennoii (okoso 50 ms). PeakuuoHnylo cMech KHIATAT HA
BoJsiIION GaHe ¢ 0OpaTHBIM XOJOJIHJIbHHKOM B TeUeHHe 5 yacos,
0OpATHBIHl  XOJIOZHJAbHHK 3aMEHSIOT HUCXOASLIMM H OTLOHSIOT
npuMepHo 50 ma cnupTa. PeakiMOHHYIO Maccy OXJaaxjdloT 10
KOMIUATHONl TeMIIepaTypbl W [PH MepeMellUBAHHE CJAHBAIOT HA
200 M4 xX0J00HOH BoAb (TmpHMedahue 2). Bomapiumii  0CalOK
OT(QHALTPOBBIBAIOT, IPOMBIBAIOT Ha GUILTPe 3 pasa BOJOH IOP-
UMy o 50 M Kaxaas ¥ cyllart Ha BO3AyXe; T. IIJA. ChIPOTO TIPO-
avkTa 153—154°, IlepekpucTan.iM30BaHHbIA H3 METAHONA OKCHM
m1aBnTes npu 158°. Boixox 9,6-—10,2 ¢, wu 90,6—95,3% Teope-
THYECKOTO KOJIHYECTBA.
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quc-3-0xco-2,3,4,5,5a,6,7,IIB—OKTaeudpo-IH—Haqu(I,‘Z—c)aae-
Aux. B nosyAHTPOBYIO TPEXTOPJYIO KPYTJIOLOIIHYIO K010y, cnad-
JKEHHYIO MelaKoil 1 0GPaTHBIM XOJ0JM/IbIHKOM € X10PKaILLUH-
eBofi TpyBKoii, nomemaior 300 ¢ nonndochopHoi KHCAOTbl (TIPH-
MeuaHde 3) W HArpeBaloT Ha MacasHOH OaHe 10 100°. 3aTtem 1pH
nepeMelHBaHHE HeGOIbUIHMH TOPUHSIMH IPHCHITAIOT 10 2 (0,046
MOJISE)  OKCHMa L{uC-B-KeTO-1,2,3,4,48,9,10,103-OKT3FI/IIIpO(1)eHaIl-
tpena. [Tocse npuGaBIeHHs BCEro KOMHUECTBA OKCHMa TeMTepa-
Typy Gann nogHumair 10 140° 1 MOAAEPIKUBAIOT €€ B TEUCUHE
10—15 MuuHyT 3aTeM peaxkIHOHHYI MacCy OXJaarKIalT AC
KOMHATHOH TeMIepaTypbl H ITIpH MepeMeldBaHuH CJIUBAIOT Ha
gexsnyio sopy (300 ma momet m 300 e sibaa) (mpuMeuanne 4).
Boimapline KPUCTAJJabl  OT(GHJIBTPOBBIBAIOT, TPOMbBIBAIOT 1A
¢duabTpe 100 ma Boxbl, 5% -HbIM PAaCTBOPOM YIJIEKHCIOTO HATPHA
(200 ma), TpeMsa TOPHHUSIMH  BOIbL IO 50 ma KaxKmas u cywat
B 3KCHKAaTOpe Haj Cepioit KHcaoTod. Jlst OUHCTKH . TaKTaMm
KUISITSIT HECKOJIbKO pas ¢ 100 x4 cyxoro sadupa 10 TeX mop, Nnoka
HoBasi IOpuHs 5(GHpa He cTaHeT Mpospaynoil (IpuMedanue 5).

Bmxox 7,6—8,2 e, uto cocraBasier 76,0—82,0% rteoperuye-
CKOro koaudectBa; T. mia. 216—217°

yuc-3-Oxco-2,3,4,5,5a,6,7,1 1B-okrarnapo-1H-nadpr(1,2-¢) ase-
mue, C H;NO, mon. Bec 215,3— MeTKOKPHCTAIHIECKHH TOPO-
INOK KPeMOBOTO I1BeTd, XOpOWO PacTBOPHUMBIH B X.J10podopie,
CTUpTe, STH.JIAleTaTe, HEPACTBOPUMbLIL B 3dupe.

Mpumeuanusd

1. yuc-3-Keto-1,2,3.4,42,9,10,10a-okTaruapodeanTpes  1o-
aAyden no mpomdcn bosixusn u Tarepocanal'].

2. VHorna OKCUM BbIZEJsI€TCS B BHAE MacJ/a; B 3TOM cayuae
€ro sKCTParupyior 3¢upoM, 3QUpPHbIE 3KCTPAKTH BbICVIIMBAIOT
6e3BOAHbIM CEPHOKHCJABIM HaTPHEM H OTTOHSIIOT PacTBODUTETH,
OCTATOK 3aKpHCTAIIH30BbIBAETCS.

3. MMoandochopras kucaora nolIvuena no nponucu Ilonma
u Mak-OBena [2].
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4. CaupaTb HYXII0 HEGOJIbIIMMH MOPUHAMH U BbUICTHBLIEECH
MacJ0 pacTHpaTh CTeKJsIINON [AJ0UKOH J10 TeX IIop, TTOKa OHO

ue 3aKPHCTALIH3YETCH-
5. OG0 JOCTATOYIO TNPOKUISATHTH 3 pasa, Tpi STON

HienpopearnpoBaBLIHi OKCHM nepexoiuT B 3(up.

Jlpyrue cnocoGbl nojy4eHus

Ll{uC-?)-OKCO-2,3,4,5,58,6,7,1LB—OKT&I‘I/IHPO-‘IH-HZ@T(I,Q—C) aze-
IIMH TOJyY€eH TOJDKO ONHCAHHBIM BbIIE crnocoGoM[3].

A, T1. Boaxuau, I'. T. Taresocay, Apm. xum. ., 22, 955 (1969).
F. D. Popp, W. E. McEwen, Chem. Revs., 28, 321 (1958).
A. TL. Bosxusu, . T. Taresocsn, JI. JL Oranecsn, Apm. xnM. ., 24,

1000 (1971).
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1.2,34-TETPATHAPOAKPUAHH-9-KAPBOHOBASl KUCJIOTA

PN _ 7N
| ” =0 - KOH | ”COCOOK
\/\N/:O \/NHZ
H COOH
|
|/\|COCOOK L ‘/\! KOH, CH,COOH f//\”/\!/\l
oV 0/ N AN

Iposepusn: 3. A. Mapkapsu, P. C. Dasasu

Noayuenue

B kpyriomonnyo KoJaGYy eMKOCTbio 250 M4, CHADKEHUYIO
Melaakod i 00paTHBIM XOJ0JMJAbHHKOM, noMewatr 10,3 e (0,07
moga) usatuHa B 40 ma 33%-Horo eakoro kaqau u 19,6 e (0,2
MoJas1) LHKIorekcaHona B 80 s cnupra. CMech IpH IepeMelinsa-
HHY HarpeBarlT Ha KHIIsILed BOASHON OaHe B TeueHue 6—7 4acos,
satem oOpaTHBIH XOJMOAUIbHUK 3aMeHSII0T HUCXOASIIIUM H OTTOHSI-
IOT PACTBOPHUTENb B BaKyyMe BOJOCTPYHHOTO Hacoca; ocTaBUIYIO-
¢ Maccy obpabarsiBator 100 m4 Bogbl U puabTpanuel OTAeSIOT
cM0.1006pa3ubiil octaTok. QUABTpPAT OXJAKAAIOT JeAHOH BOROR
i noakucastiior 150 ma 50 % -Hoit yrcycHolt kucaothi. [loaydyennble
JKeJITOBaThle KPHCTAJIbl OTCACBIBAIOT M CYllaT B BAKYVM-IKCHKA-
TOpeE.

Boixog 13,2—14,1 ¢, uiau 83,0-—88,6% TeopeTHUECKOTO KOJHU-
vecTBa; T. . 284—285° (mpumeuaiue ).

1,2.3,4 -TetparuapoakpHuaHa-9-kapGOHOBAsT KHCAOTA,
C14HsNOs, Mou. Bec 227,26—:xenToBaThle KPUCTANIBI, PACTBODHU-
Mble B ropsAyeM CIIMPTe H YKCYCHOH KHC/IOTe, TITOXO PacTBOPUMble
B Teil1ofi Bole.

Npumeuanus

Temneparypa TJIaBleHHs TOCJAe TePEKPUCTATTH3AIHH U3

CIIHPTA He MeHseTcs,
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Hpyrue cniocoObl 1oJay4eHus

1,2,3 4-Terparunpoakpuanii-9-kap6o110Bast KHC/JI0Ta NOAyUeHa
ToIbKO OTHcalHbiM Bbline crocobom['].

1. W. Borsche, Ber., 41, 2203 (1908); Lieb.Ann., 377, 70 (1910); O. IO
Marnacon, A. M. Tpasuu, KOX, 7, 842 (1937).



3-THO-6-(2-OKCHATHUJI)-1,2,4-TPHA3H H-3,5-(2H,4H) IHOH

$
- ‘NOH f = NHNCNH
i OO HNNHCNH, | M NaOH
Noo —> o0 5 T~
0
a ) (CHL),0H
HO(CH,),C~NNHCNH, —> N
I AN
COOH S 1

Hpeaanonuan: M. Xamopu-Xopnsk, T. Hodqeunai,
J1. XopHsak
NOposepum: 3. A, Mapxapai, B. E. Danaaau

MoanyueHHue

Tuocemurapbason x -0kco--6yruposaxrona. B Kpyr1010H-
HYI0 KOBY eMKocTbio 250 A2, CliaGKeHHVIo oGpaTHBIM XOJ0IH1b-
nukoM, mometnalot 13,8 & (0,12 MOJIfA) 2 -H30HHTPO3O- {-6yTHPO-
JakToHa (mpumeuanue 1), 10,9 2 (0,12 moust) THOCceMUKap6asuna
1 5560 s pas6asaennoil coasnoll kueaorsl (1:3). Coneprxnmoe
KOJAGBI KHISITST 3—5 MHHYT, TIOCTe YeTo HaunHAeT sl 3K30TepMHuye-
cKasl peakius ¢ OyPHBIM BCKHNAIIHEM PEaKIHOHHOH CMecH. ITo
OKOHUAHMH peaklHH CMeCh OXJa)KIaloT JelsHON BOJOH H PHIALT-
pyior. Ocagok npombiBatoT 100—150 a2 neasHOM BOAbL, OTKUMAIOT
Ha{(PHIBTPE [0 BO3MOJKHOCTH J10CyXa H CyLIAT Ha BO3AYX€ (mpume-
yanue 2). Moayyaor 17,4—18,6 ¢ (83,6—89,4% ) cBETJIO-JKeITOTO
OPOLIKOOGPa3ioro BemecTsa ¢ T. 1. 215—217° (npunmevatine 3).

3-Tuo-6-(2"-oxcusrua)-1,2,4 -rpuasun-3,5-(2H, 4H)duon. B
KPYIVIOJAOHHYI0 KO.I6Y eMKOCTbio 250 ama momewator 17.3 e (0,1
MoJIst) THOCeMHKapGasona 7 -0KCO-{-OyTHpOIaKTIOHa H 4.0 2 enKo-
ro Hatpa B 70 a2 BoAbl. CMech KHUNATAT ¢ 06paTHbIM X010 1H.Ib-
nukoM 15—20 MuHyT 10 00pa3oBaHUs [PO3PayIloro pacrsopa,
oxaaxgar g0 10—15° ¥ MOAKHCIAIOT  KOHIEHTPHPOBAHHOH
coasinofi kucaoto# mo pH 3. Peakuuonnyio cMmech oxaaxjiariT B
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Jemsinol fane 0KoAO ABYX Hacob, OTHUIALTPOBLIBAIOT BhLITaBLIH}
ocajoK, NpOMBIBAIOT 30—50 a4 Jde/siION BOABLL U CyIIAT.

Boixoa 15,0—152 e, HJH 86,7-—87,9%  TeOPeTHUECKOro
KouuecTBa; T. M. 187—188° {npumeyanue 4).

3-Tuo-6- (2-0KCHITHT) -1,24-tpnasun-3,5- (2H, 4H) anomn,
CsH:N3O,.S, Moa. Bec 173,20—6ecinBeTHble KPHCTa//bl, PACTBOPH-
Mble B chHpTe, ropsiyei BOIe.

MNpuvmevanund

1. 2-M300HTP0O30- § -0y THPQIAKTOI ¢ T. T, 186-—188" monyua-
JOT U3 7-aleTHJ-7-0yTHpoaaKToha u 3THI0BOTO a(pupa as30THCTOH
KHCAOTHI[!] B METaHOJbHOM PacTBope IMpH temnepatype 0, —5°.

2. BelcTpee u yaoOHee BbICYIINBATD BELLECTRBO uudpakpacHoi
JaMIOH.

3. BelwecTBO AOCTATOUHO YHCTO AJA NMPUMEHEHH: B CJIE1yI0-
mefi craguu- THoceMUKap0basoH %-0KCo- 7-0VTHPOJAaKTOHA XOpOUIo
pacTBOpUM B Topsauel BOXE. auMernadopMamMiie, HEPACTBOPHM B
cniupte H 3dupe.

4. TIpoMyKT MOXKHO TIEPEKPHCTALIU3OBATE H3 120—130 ma
BObl, OAHAKO TOUKA [1ABJEHHst NPH 3TOM He MEHAETCH.

I pyrue cnocolbl N0Jy4eHHS

3-Tno—6—(2’-OKCH3TI/M)-1,2,4-Tpn33HH—3,5-(2H,4H)nnou noay-
YeH TOJBKO OMHCAHHBIM Bbiue crocofom [#7].

1. H. R. Snyder, J. H. Andreen, G. W. Cannon, C. F. Peters, J. Am.
Chem. Soc., 64, 2082 (1942).

9. G. Doleschall, G. Hornyak, M. Hornyak-Hamori, K. Lempert, A.
Wolfner, Acta Chim. Acad. Sci. Hung., 53, 385 (1967); [C. A., 68,.
29682 (1968)].

1. G. Doleschall, M. Hornyak-Hamori, K. Lempert, Acta Chim. Acad
Sci. Hung., 55, 319 (1968); ‘C. A., €9, 43893 (1968)].



1-¢EHHJ-3-AMHHONIUPA30J

1NH: (cp.coy,0
H,NNHCH; -+ CH,~ CHCN ——> \N/N i
I
CgHs
l———\I;\INHCOCHs S “——RINHCOCHS H* 0 ”——{T‘IHZ
NN NN~ — NN~
[ l \
CsHs CgHs C4Hs

Tlpennoxumu: U. U. Ipaxnbepr, Duu Beii-Iln,
B. M. Ileroxesa, A. H. Koer
Iposepuau: H. U. Bo6posa, M. A. Upanan

IlonyueHue

I-Penua-3-amuno- A-nupasosun. B KpyriogoHHOH  KO.1Ge,
€MKOCTBI0 200 M., cHAGKEeHHOH XOJ0AHIbHHKOM JuMpora, B
85 ma abcomotHOro Metanosna pactsopsor 4,6 e (0,2 r-ar)
MeTa/IHuecKoro natpus u npubasJsior 64,8 e (0,6 mMoust) cBexe-
NeperHanioro  (QewuJaruapasuHa. 3ateM CcMecb HarpeBaloT Ha
BOASIHOH 0aHe 10 KUIIEHHSI M OCTOPOXKHO MPHKambIBaloT 34,4 e
(0,65 mons1) cBexenepernayHoro akpuaoHUTpHaa. Tlocae nputas-
JIEHU S TIPUOIH3UTENbHO 1/4 UacTH aKPUIOHHTPUIA ero NpHuGaBJIe-
JIeHHe IIPeKPanlaloT v HaTPeBAKT CMeCh J0 KHIEHHS, [OKa He
HaYHETCs KPHCTAMIH3aHs], COMPOBCHKAAONAACA CHIbHBIM Paso-
rpesanueM. ToJbKO Mocsie 3TOTO B KUNSIIIVIO CMECh MOCTEHNeHHO
TPUOABJSAIOT  OCTANLHOE KOJNHYECTBO AKPHJIOHHUTPH/IA. 3aTeM
PEAKLHOHHYI0 Maccy KHIATAT ele 2 Yaca U 1O OXJaKI1eHHH
npuGaBJIAgIOT K Hell cMech 15 #.4 BOAB U 12 M4 YKCYCHON KHCJIOTHL,
O6pazoBaBuinecs KpHCTALIBL OTCACBIBAIOT, THIATENbHO IPOMBIBA-
10T Ha ¢uaetpe 100 m2 60%-HOTO Meranosa M BhICYIIMBAOT B
BaKyyM-sKcukatope. Beixon 1-denus-3-amuno-A?-nupasonuna c
T. - 168—170° cocraBasier 78,2 e, win 81,0% rteopernyeckoro
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xosuuecrna. Ilpoaykr JocraTouuo uHeT gJa gadabieiimero
cHiITe3a.

I-Denun-3-ayeranudo- A% -nupasosun. B crakane eMKOCTbIO
250 ma, cuaGxKeHHOM MeLIajKoifi, HarpeBamT o 85° 59,2 o (0,58
MOJISt) YKCYCHOTO aHTHAPHAA H 3aTeM, HOAJEPIKHBAs TeMIEpaTy-
Py B npefenax 95—105°, Buocsit nocrenenno 78,2 e (0,48 mous)
1-pennn-3-amuno-A? -nupasonuna. Tlocre oxkoHuanus npuGasdie-
HHSl CHJIBHO 3aTYyCTEBUIYIDO cMech pasMewusawr npu 100° emge
1 yac u ocraBaAlT Ha 3 yaca MpPH KOMHATHOI TeMIepartype.
3artem K 3acTeiBIIell peakuHOHHOH Macce mnpubaBasior 60 ma
MeTaHoJa, HarpeBaKwT 10 KUMEeHHA M OCTaB/SIOT Ha HOUD
Kpucranie orcaceBator, kunatat ux 20 MunyT ¢ 100 x4 MeTano-
Jia | nocsne oxgaxaendss g0 0° cHoBa oTcackiBawT. Brixoj
npoaykra 58,1 e, uaum 60,0% TeopeTHUecKOro KOJMYeCTBA; T. TN,
188-—190°. ITpenapar 10CTaTOYHO YHCT 449 AadbHeHIIEro CHHTe3a.

1-Denua-3-amunonupasos. B crakane emxocTbio 250 s
paciiasasor 81,2 e (0,4 moast) 1-denna-3-aneramuno- AZ-nupaso-
Juna u npu 195—200° noctenenno npuGasasior 12,8 2 (0,4 MoJs)
UYEePEHKOBOH Cephl ¢ TAKOH CKOPOCTbIO, UTOGBL TeMneparypa He
nogHuMasnach poie 200—205° u BblgeleHne ceporofOpOLa He
GBUIO  CTHIIKOM  OypPHBIM (mpumeuanue). Ilocae oxkouuyanus
BHIICJIEHUST rasda PEAKIHOHHYI0 MacCy OCTOPOKHO B/JIHBAIOT B
150 M4 KOHUEHTPHPOBAHHON COJAHON KHCJIOTHI H KUOATAT 1 yac.
3atem NPHGABIAIOT 5 ¢ AKTUBHPOBAHHOLO VIV U KHISITAT eLie
5 MUHYT, GUIBTPYIOT Uepes cTeKJISHUbI $unbTp ¥ mMogUIeTaYNBA-
10T H30LITKOM aMMuaka (okoso 100 ma). Boigenuswuiics B
Hadafle B BHLE Mac/a aMHHONMPA30J BCKOPe 3aKPHCTALTH3OBbI-
Baerca. Kpucrasmuyeckyio Maccy OTCAChIBAIOT, PACTBOPSIIOT B
80 M4 kunsuero 6Gemsosa H OT(HIbTPOBLIBAIOT HEOPraHHUECKIe
COMH. QUIbTPAT yNAPHBAIOT 10 00beMa, IPUMEPHO PaBHOrO
100 ua, npuGaBAAIOT NETPOIEHHBI adup (oxomo 100 ma1) o Haua-
Ja KpucTaaansauui. Boinasme GvpoBaTsie KpHcraaas 1-genunt-
3-aMHHOTHPa30.1a OTGUALTPOBLIBAIOT, CyUIaT B BAKYYM-3KCHKATO-
D€ H NIEPErOHAIOT B BaKyyMe H3 KouObl KJsH3eHa ¢ HUSKHM
fIMPOKUM OTBOAOM; T. KHI- 160—162°/1 wmm.
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Boixon 358--385 ¢, wuim 56,2—60,5% rteoperHueckoro
KoaHyecTBa: T. 1. 87—'88"

1-Genua-3-amunonupason, CoHgNs mon. Bec 159,19—Geanie
KPHCTAJ/LTl, XOPOIIO PAaCTBOPUMbIE B aieTole, Gelsone, MeTalosle,
J10X0—B  3tupe.

Mpumvmeuanus

CuuTes ciefyer NPOBOJAHTb B XOPOLIO AeHCTBYIOLIEM BbITSK-
HoMm Kady-

Jpyrue cnocoObl NOJyYeHus

Kpome onucannoro Bbiwe cnocoda['], 1-¢penn-3-amunomnupa-
30J1 ObL7T MOJTyUeH TaKKe OKHCJEHHEeM 3allMIIEHHOrO M0 aMHHO-
rpynme 1-Qenui-3-aMmuno- A* -mupasosuna epMaHraHATOM Ka-
aua [?].

1. U. U. Tpaunbepr, Quu Beii-Tln, B. K. Weroaesa, A. H. Kocr, KOX,
31, 1892 (1961).
2. G. F. Duffin, I. D. Kendatl, J. Chem. Soc., 408 (1954).



5-lMAHIIUTO3UH

CH,(CN), - CH(OC3Hy); -~ CO(NH;); —>  (NC),C=CHNHCONH,

NH,
CH;ONa Z N CN
(NC), C=CHNHCONH, 27 I\{/W
H

TTposepuau: T: P. Oscensn, P. I'. Mennk-OranKansy

MMonyueHHue

YpeudomerurenmaroHoRuTpuA. B Tpexropayro KPyrJoLoH-
HYI0 Koy, eMkocTbio 200 m.a, cHAOXKeHHYI0 MellaJKoH H
00paTHBIM  XOJOAHABHUKOM, ToMmelnatlor 16,5 e (0,25 wmouasn)
masoHonuTpuiaa, 15 e (0,25 mons) moueBunsl u 74 2 (0,5 moas,
80 ma) aTuiaoBoro 3Hpa OPTOMYpPaBbHHOH KuCJAOTHL [lycTHB B
X0 MellaJky, Koa6y NOrPyKaloT B HpeABapPUTeJbHO HaTPeTYIo
no 130° 6anto. Kak TonbK0 peaknud HaunHaercs (mpumedanue 1),
6aHI0 yoajsioT H CMech OCTaBJAKT cTofATh 10 MHHYT. 3aTeM
IpONOJZKalT HarpeBaHue M mepeMelluBaHue B TedeHue 20
MHHYT nipu Temnepatype 120°. 1o oxaaxgenuu ocamgok OTHHILT-
POBBIBAIOT, OBAXKIbl IPOMBIBAIOT alleToHoM (mo 30 m.4), TOPAYUM
(60—65°) stanomoM (aBaxasl no 20 M) U 3aTeM—abCOJIOTHBIM
2QUpOoM-

Beixog 25,6272 ¢, uam  75,3—80,0% Teopernueckoro
KOJHUecTBa. Y PeHIOMETUIeHMAJOHOHUTPHU He naaBuTca ao 360°
(mpumeuaHue 2).

5-Huanyurosun. B xoaby emxocThio 250 M4 mOMeIaOT
150 #2 aGCOJIOTHOTO MeTaHoJa W OCTOPOXKHO KyCOUKaMH
rocsat 3 e (0,13 r-at) MeraJanuueckoro HaTpHs (IpHMeya-
nue 3). [Tocne o6pasosanus MeTunaTta Hatpus poGaeasiorT 17,7 e
(0,13 monst) ypeujgoMeTHIeHMa oHOHUTpUIA, CMech OCTaBJIAIOT
CTOATH 15 WacoB MPH KOMHATHOH TeMIepatype. 3a 3T0 BpeMs
obpasyeTcs HaTpHeBOe NPOU3BOAHOe b-nuanuutosuna. [ocaennee
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OoT(hHIABTPOBLIBAIGT, ABAXK/Abl IPOMBIBAIOT 9TanoMOM (110 20 M4)
u pacteopaoT B 200 ma Temao#n (35—40°) Bopbl. Bopmsii
pacTteop GUIALTPYIOT H K PuAbTPaTy nobabaswt 10 ma yKcycHoH
'KHCJIOTHI, BhiNaBIIHH CBET/IO-2KeNTHIl 0CaloK OT(HIBTPOBLIBAIOT
H CcyuiaT Ha BO3IyXe.

Brexon - 15,4—16,7 ¢, wnau 87,0-94,3% TeopeTHyeckoro
KoJsipdectBa. BemectBo uepueer npu 275° u He maaBuTcs no 420°
(npuMeuanue 4).

5-Unanuurosun, CsH4N,O, mon. sec 136,12—xpucraninye-
CKO€ BEIIeCTBO CBeTJIO-XKeJITOrO I[BeTa, TPYAHO PACTBOPHMOEe B
OOBIYHBEIX OpraHHYecKHX PpacTBOPHTENSX H B XOJONHOH BOJe,
YMepeHHO pacTBOPHMOe B KHOAINEH Boje.

MpumMeuanus

. Hauano peakuuu ormeuaercs OypHBIM KHIIEHHEM CMECH
C ONHOBPeMEHHbIM OGpa30BaHHEM OCaKa.

2. TIpoayKT DOCTATOUHO YHCT H B TAKOM BMIe MOXKET ObiTb
HCOONbL30BaH B cjeAylolled craguu. [Ipm HeoBXOmUMOCTH ero
MOXHO TIeDeKPUCTAIN30BaTh M3 CMeCH aUMeTHI(GOpMaMuI-
BoJa B CooTHOIUeHHH 2:1.

3. ABTOpBI, pa3apaGoTaBIlHe NPUBENEHHBIH CIOCOB MOIYYeHHS
UHAHLHATO3UHA [!], IDHMEHSIIH NeCATHKPATHBIE H3OLITOK MeTasl -
yeckoro Hatpus. Onnako, Kak NOKasaJja NPOBepKa, LHKIAH3ALHIO
YPEHIOMETHIeHMAJIOHOHHTPHIA C YCIIeXOM MOXKHO OCYILeCTBJIATh
H C 3KBHBAJEHTHHM KOJMYECTBOM MeTHJIATa HaTPHS.

4. TTpoayKT MOKHO MePeKpPHCTAMIN30BbIBATL U3 1,5 4 BoIHL.
T. na. nuannuTO3MHA, KaK M APYTHX OKCH- U aMHHONPOH3BOMHBIX
NHPUMHIHHA, OUYeHb BBICOKAS M He SBJISETCS XaPaKTePHOH.
STUM, TIO-BHAMMOMY, HYXKHO OOBSACHHTL pacXOKIeHue AaHHbIX
pasJnuHblx aBTOpoB[!+2].

Hpyrue cnoco6ut moayuenus

5-llnanuurosus OB MoJyuYeH THAPOJH30M 2-MepKamnro-
ITHJI-5-LIHAHO-6-aMHHONHPUMHIHHA COJSHON KHCIOTOM [21.
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