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PEAAKIIMOHHAS KOJIIETHSL:

A. A Aposm B. T Abpuxsan H A Badusas,
O. J. Mauaxosau, I. JI. Tanasan

OT PEJAKTOPA

BoceMoil Boimyck cepuH «CHHTE3Bl I'eTepPOUUKIHYeCKUX CO-
elMHeHH» COAepKHT ONMHCAaHHe METOLOB MOJyYeHHs Pas/IHUlIBIX
THNOB TeTePOLUHKAHYECKHX cOoefuHeHnA—Qypana, HHNA0IE, NHPH-
iMHa, TUPHMHIHHA, THA30/a, XHHONHHA, UMHAA301a H Ap.

[To npuMepy NpembIAYUIHX BHIIYCKOB HACTOSILHI, BOCbMOH,
BHNYCK BKJIOuaeT B ce0si TPHAUATL MeTOMOB, TNPeJIOKEHHbIX
corpynunkamu VIHCTHTYTa TOHKOH OPraHHYeCKOH XHMHH, d TaK-
JKe JPYTHMH aBTOPAMH—COBETCKHMH H 3apy0eXHBEIMHU.

[TpuBelennbie METOAb NPEACTABJAIOT HHTEPEC KAK U1 HCCe-
Jl0BaTedbCKHX pafoT, TaK M AJsA NPOMBIIVIEHIOCTH XHMHYECKHX
PeaxkTHBOB.

[Tpu cocraBienun pasfena «Jlpyrue cnocoGbi NONy4eHHA>
HcTloAbp30BaHa auTepaTypa po 1966 r. BRIIOUHTENBHO.

A. JI. Muowoan
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2-AMUHO-4-OKCH-5-(n-METOKCHBEH3HJ1)-6-METHJI MUAPUMUIAHH

C,H,0C=0
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Mpemnoxuan: A A. Aposu, M. C. Kpamep
Mposepuan: M. A, Kaagpukay, B. B. Jap6uusu

MNoayuenne

B nOJyAMTPOBYIO TPEXTOPJYIO KPYTJOMOHHYO K010y, cHad-
JKEHHYIO Melllas1Koil H 08PATHBIM XOA0LH.IBHHKOM C XJI0PKAABIHC:
Boil Tpy6Koit, nomeiaior 200 M1 aGeonOTHOrO 3Tanoxa (puMe-
vaiue 1) ¥ nocreneinio aodanasior 4,6 2 (0,2 r-at) MeTasiHue-
ckoro HaTpus. K MoaydeHHOMY AJKOTOJATY Mph NepeMelrnBanui
1ocaeiopateasiio  npudapasitor 9.5 2 (0,1 Moas)  Xaopruipara
rvauriana v 25 ¢ (0,1 M019)  U-MeTOKCHOSNIILIAUCTOYKCYCHOTO
apupa (npumeuanne 2).

PeakuuoHHYI0 CMeCh KHUIHMTHAT Ha BOISAHON (aHe B TeYeHHe
9—3 yacoB W OCTaBJAIOT Ha HOuUb, Ilocoe OTTOHKH 3THJOBOIO
criupTa 06pa3opaBluKiicss 0calCK PacTBOPsOT B 50 s Kunsueii
BO/bl H OCTOPONKIIO TIOAKHCISIIOT 30 M4 Je1snol YKCy Cloi KHCT0-
Tol. Kprneraadis,, KOTOpble BBRIIATA0T NIPH OXJIAKCNHI DACTBOPA,

9



OTQHILTPOBLIBAIOT M CymaT. BEIX0A CBIpOrO HPOiyKTa C TeMme-
paTypoii nuasienus 240—242° cocrasaser 16,6—18,0 2 (68,0—
73,4%).

Jlns ouHlleHHUs TPOJAYKT KHIATAT HeCKOJbKO MHHYT C 100 mz
3TaHOJa, OXJax/JaalT U (QHABLTPYIOT.

BuixoJ OUYHINEHHOTO NMPOAYKTa C TeMIlepaTypol NJaBJeHHS
9276—277° cocrapasier 11,5—12,3 ¢, nan 46,9—50,2% reoperuue-
CKOTO KOJHYeCTBa. ‘

2-AMun0-4-0KHCH-5- (II-MeTOKCHOEH3NJT ) -6-MeTHANHPUMHUAYH,
Ci3HisN3Og, Moa. Bec 245,28_-—MénKoxpucraﬂnuqecxuﬁ Geliblil
TIOPOUIOK, HepaCTBOPHMEIN B OOLIUHBIX OPTaHMYECKHX PacTBOPH-
TeadgX H B BOJe.

NMpumeyanns

1. IlpumenisieMblil B 3TOM CHHTe3e 3TaHOJ JOJIKeH ObTH HE
nuxe 99,7%. JIpyrue HCXOAHble MPOAYKTH TaKie JOJIKHBL ObITH
CYXHMHU.

2. n-MerokcubenauaaneToykcycubiit 3gup ¢ 70%-HpIM BBIXO-
oM OblL1 moJayden BaaumojpeficrBueM 36,4 2 (0,28 moss) aunero-
ykeycaoro sdupa ¢ 22,5 2 (0,14 Monsi) n-MeTOKCHOEH3HJIXJOPHIa
B NPHCYTCTBHH 3THJaTa HATPHUs, MPHUIOTOBJEHHOTO U3 3,2 2 (0,14
r-ar) Harpus u 150 ma aGcomworHoro sranona. T. kun. 174—
175°/2 s

Jpyrue cnocobnl Nojy4YeHHs

2-AMUHO-4-0KCH-5- (-MeToKCcHOeH3U) -6-Me THANHPUMHKAKH 110~
JydeH TOJILKO ONHCaHHBIM Bhlle crnocobom [1].

1. A. A. Apoan, M. C. Kpanep, Apm. xum. k., 20, 218 (1967).

2-(3-AMUHONMPOMHUJ)U3OUHLONHH
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[posepuwmu: ['. A Xopensan, A, C. Adxubeksy
MMonyuyenne

8-®Prasumudonponuonutpul. B Tpexropiyio KpyrJ0J0HHYI>
KonbBy emkocteio 300 ma, cHaGXKeHHYIO MellaJKOHR ¢ 3aTBOpPOM,
06paTHBIM XOJIOAHJIBHUKOM H KameJpHON BOPOHKOHN, A0XOAsLlel
70 AHa Ko.16b1, moMewaior 29,4 2 (0,2 moJis) dranumuga, 100 uz
cBexKeneperHaHHOTO aKPUJIOHMTPHJIA M NpH MNepeMelllNBAHUH
KUOATST Ha BoAsiHol GaHe 15 muHyT. [lasee Me/lsleHHO B TE€UeHHE
10—15 munyT npuausator 2,5 ma 40%-Horo pacTsopa rupOOKHCH
TpUMeTH/IGeH3HIaMMOHHS (TPHTOH B) (npumeuanue 1) u upH
llepeMelUBaHUU HarpesaloT emte 10 MUHYT (npuMeuanue 2). 3a
570 BpeMsi OGBIYHO peaKlHs 3aKaHuWBaeTCs M (TalUMHA N0~
HOCTBIO TepexoAuT B pacrBop (mpuMeuanue 3). Ilocie ynasenus
H36HLITKA aKPHJIOHATpPHJIa B BaKyyMe BOJOCTPYHHOro HacoCa oCra-
TOK MOJIHOCTBIO KpHCTaanu3yercsa. Brixoa nponykra ¢ 1. mi. 147—
149° cocrasaser 39—40 e. L1 OUUCTKH NepeKpUCTaJJIH30BBIBAIOT
U3 cMecH aneron-Meranos (1 : 5). IMoaywawor 33,8—35,1 ¢ Be-
yecrsa ¢ T. . 151—152°, uro cocrasasier 84,5—87,7% reoperH-
4eCKOro KOJHYEeCTBa.

Boccranosaenue. B Tpexropiylo KpyTJOJOHHYIO KoOJOY,
CHa6XeHHYI0 MelaJKoi, KaneJbHOl BOPOHKOH U OGpPaTHBIM XO0J0-
AMJBLHEKOM C XJIOpPKaJbIHeBOH Tpy6Koi, mnoMemalor 22,8 2 (0,6

11



MoJis) asJioMorHApHAa JuTHA B 200 M4 cyxoro terparuipodypana
(npumeuaHne 4) W NpH NEpPeMCUIHBZHHH MeAJIEHHO B TeueHHe
2,5—3 yacoB IpHAMBaAIOT pactBop 20 2 (0,1 mons) B-dranumu-
AO1IPONHOHHTPHAa B 300 M cyxoro Terparuapogypaiia. [lo okou-
yaHHH PEaKLHOHEYIO cMeCh HarpeBaioT Ha poAdHol 6ane 6 yacos,
v1ansi0T 6aHio, 1310T OXJIAJHThCS 10 KOMHATHOH TEMIIEPaTy pbl H
NpH BHEUIHSM OXJIaXKAEHHH XOJOAHOH BOJOH, He nCcpecTaBas mHe-
pevelnBaTh, OCTOPOXHO Mo KamisiM npuauBaior 4045 m.
20%-Horo pacrsopa eAkoro Hatpa. OT(HILTPOBHBAT H CYXOI
OCTaTOK MOCJie BHICYUIMBAHHSI 9KCTPATHPYIOT B anmapate CokcJe-
ta cBouM ¢uaIbTpaToM 20—25 yacoB. IKCTPAKT BBHICYIIHBAIGT
6e3BOAHBIM KapOOHATOM KaJjiHf, OTTOHAIOT PAaCTBOPUTENL B BakKy-
yMe BOJOCTPYHHOTO HacOoCa, OCTAaTOK MEperoHsioT B BaKyyMe,
cobupast (paxnuio, xkunsiyic npu 128—130°/3 mu  (npumeua-
HUe 5).

BbIXOJI 8,7—9,1 e, uin 49,4-—51,69 TeopeTHUeCKOro KO.IHYe-
CTBA.

2-(3-Amunonponun)udounnoiun, Cy HigNs, Mo, nec 176,26 —
GecuperHag JKHAKOCTb, NPH CTOAHHM OKPALIHBAON(ASICA B KO-
pHyHeBo-KpacHwmil uset; d2' 1,0288, n¥ 1,5538.

Beuectso pacTBOpHMO B OGHINHEIX OpraHHyeckiy pacTBOpH-
TCIAX M YaCTHUHO B BOJe.

Mpumeyanus

1 40% -Hbri PacTBop THAPOOKHCH TPUMCTHIOEH3ITAMMOHMS
TOTOBAT cacaylowum  obpasom: 0,027 moast Hurpata cepebpa
PacTBopaior B 30 w4 ANCTHAMPOBAMION BOMM M IPILINBAIOT pact-
sop 0.027 moast eakoro natpa B 10 s AHCTHIAHPORATHION BOALI.
Bbiiazaer ocanor, ¢ KOTOPOTO JICKAHTHPM 0T BOAV 11 IPOMBIBAIOT
pH nepeMemusanyn 2-——3 Pasa jiMeTHiNpoBaniiol Bo1ofi, nop-
HHMI 10 30—35 4. B nocaemnuit Pa3 TATEIbIO AeKAHTHPYIOT
UDOMBI’BHyIO BOAY M NIpU NOMEIUNBAHUH TIDHIHBAIOT pactBop 0,027
MO17 OPOMUCTOTrO TpPHMeTHAGEHIHIAMMONHS B 5 Ma JHCTHIIHPO-
BAHHOH BOABL. BhmiaBmee B 0CajnoK GpomHcToe cepeGpo 0Tcachl-
BaloT, a duaprpar, npexcrasagoumit co6oil 409%-unii pactBop

12

TH/POOKICH TPUMETHAOEH3HTaMMOHUS, UCHOJIb3VIOT B peaKUUH.
Jlyyule npuUMeHsATh CBEeXeNnpPHTOTOBJEHHBH KaTaJlu3aTop.

2. Bo u3bexaHue MoJHMepH3allHH, BCJENCTBHE KOHTaKTa ¢
napaMy aKpHJOHHTPHJIA, KaTaJH3aTOP AO/MKeH OLITh NPuOaBJIeH
Tak, 4yToObl Kal/y HeNOCPEACTBeHHO MajalH B pPeaKLHOHHYIC

CMeCh.,
3. B cayuae, ecsin pacTBOpAETCH e BCe KOJIHYECTBO (TATHMH-

1a, npHOaBJIAIOT elle HeCKOJNbKO Kaneldb KaTalH3aTopa u Harpe-
BaloT 5—10 muryT. B xauecTBe karaauzaToOpa MOKHO NPUMEHSTD

H FHAPOOKHUCH TeTPasTHJIaAMMOHUI. Brixon [Ipy 3TOM HEe MeEHsI-

eTcs.
4. TerparuapodypaH BhICyIIeH HAJ e€IKHM HATPOM U Meper-

HaH.
5. Bo u3bexanne KapGOHH3ALHM TIEPCrOHKY NPOU3BOAAT B

TOKe a30Ta.
Ipyrne cnocoGm mnoayyemus

ITpnsenennas nponucs ocHoBana ua pabore A. lloba u
JK. Tepiena [1] ¢ HEKOTOPHLIMH H3MEHEHHAMH B JETAIAX.

1. A. Shoceh, J. Gearien, J. Pharmac, Sci., 51, 469 (1962).
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Mpopepumu: [, JI. MManaan, C M, Hasian
NoxryuenHne

B kpyrioaousyio Koaly eMKocThic 250 M, clialixeHHylo
MellaJKol, O6paTHBLIM XOMOAHWJBHHKOM H KanelbHOH BOpOHKOM,
nomemator 12,2 ¢ (0,1 Moasd) cbexeneperHaHHoro CaJHIHA0OBOTO
agabaeruaaa B 50 sa a6CcOOTHOTO CITHPTA H NPH [epeMellnBaliiu
npHKalbiBaloT Tendblil pactsop 6,7 ¢ (0,12 mMoas) eakoro Kaqau B
25 ma abecomotHoro coupta (npumeuanue 1). Koaby narpesaior
Ha BoAsiHoll Gade mpu Temneparype Oanu 40—50° n B TeueHue
15 munyr pobasasitor 9,7 2 (0,1 Moasa) MonoxaopauetoHa (npH-
meuanue 2). [TpojorAaloT nepesellUBaHUe IPH KOMHATHOH TeM-
mepatype ol yac, 3arem J1o0asaaT 50 w4 XO10QHON BOABL
3aMeHUB 00pATHBIE XOJ0/IHIbHIK HHCXOAAWHM, 10 BO3MOXKHOCTH
OTTOHAIOT BeChb CHUPT B BAKYVME BOAOCTPYIIHOIO Hacoca (mpHMe-
qaune 3). OCTATOK TPHACLLL IKCTPATHPVIOT XJAOPHCTBIM MeTHIe-
oM. noppsamu 1o b0 2. DKCTPaKT NPOMBIBAIOT BOAOH, cyVilaT
HPORATEHHLIM CyIb(paTon narpiist, TTocie OTrOHKI pacTBOpHTE s
OCTATOK Teperonsior B Bakyyvye npu 115--12573 au (npuateva-
une 1), Omrod kpueraLluzvercs, BeiecTso 0uingaior pactpope-
nieM erfo B TeION CHHPTY ¢ HOCICIVIONLIN OCAZTeNHeN J¢/15-
neft 30108,

Brixoa 10,0—10,7 ¢, 11 63,0 --66,8% TeopeTHUCCKOIo KOJIM-
qecTBa; T. ILI. 7273

2-Anertunbensodypan, CioHsO9 Mo, Bec 160,17 —-Gedoe
KPHCTAIMYECKO® BEUIECTBO, PACTBOPMMOe 1 OGLIMHLIX OpraHu-
UECKHX pacTBOPUTENSX H He PacTBOPHMOC B Boje.

14

Npumevanung

I. TIpu j106aBIEHHH TeILIOTO CHHPTOBOTO PACTBOPA CAKOrO
KaJu Oo0pasyercs relTast KPHCTALIHYCCKas Macca  deHoasnra
CAJIHUMJIOBOTO  aJbIerHia.

2. MouoxJopauetod nodayued no crnocoby ®puua [1]; 1. ki
116—118°/680 mar. [Ipu npukansiBatki MOHOXI0PALETOHA TDPOHC-
XOAUT HEKOTOpOE MOBBILICHHE TEeMUEePaTypbl.

3. Takoit ayTb 06paboTku y100€H, TaK KAK OTCOHKA CriHpTa
Ge3 no0aBIenHsi BOAbI NPHBOAHT K OYEHb BY3KOMY H TpyaHO-
pPacTBOPHMOMY OCTAaTKYy.

4. TIpn feperoHke B KauecTBe 1eppoil (PPAKILUH NOJAYUAIOT He
BOLIC/AIIHH B PEaKIHIO CAJULUIOBbLIH aJbJCIHIL, KOTOPbIH MOKHO
HCNOJIb30BaTh B NOBTOPHOM OIBITE.

Hpyrue crocodul noayueHus

2-Auetrunbensodypan  noayuen Croepmepom [2], 3aTem
e I'paenm u Bounepon [3] ¢ pouixojgom 55%.

Hacrosiutas nponuch OCHOBAHA Ha padOTAX VKA3aHHBIX aBTO-
pos.

1. K. Bedeand, Me1ont ykenepuMent: s Opramiueckoil XuMHI,  waceTs 2, 96
(1950).

20 R Stozrmer, C. W, Chydenius, I Schinn, Ber. 57, 72 (1924).

S JoDe Grao, W, W Bonner, Tetrahedron, 18, 1311 (1962).



1-BEH3HJI-4-(2-AMHHO3THN) NUNEPA3HH
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IMposepunu: B. T. Adpusas, M. T. Ipiropsan
MoayuyeHHe

1-Bensua-4-yuanmeruanunepasus. B KpyNIOLOHHYIC Tpex-
ropayic koaby emkocTbio 250 i, cHaGKeHHYIO MellagKoiH, ob-
paTHBIM XOJOUWIBHHKOM H KanelbHOfl BOpOHKOH, NOMewaior
17,6 ¢ (0,1 mons) l-Gensminunepasuna B 100 ma aGeoMOTHOrO
Gensona (npumedanue 1), 16 2 (0,15 mosst) 0Ge3BOKEHHOrO Yyr-
JeKHCIOro HaTpus M, MyCTHB B XOJ MEIUAJKY, H3 KanelbHOIl BO-
poHKH mpuiuBaicT B Tedenue 10—15 MuHyT pacTBOp 75 2 (0.1
MoJ) XJopaleToHuTpuia B 30 e aGeomorioro Gensoda (MpH-
svevanue 2). ITo OKOHUAHHH CcMeCb KHNSTAT Ha BOAsHOH Oane
4 yaca, mocae OXJax1eHHsT (GUILTPYIOT, IPOMBIBAIOT 0CaA0K 25—
30 ma aGeooTioro GeH30Ja W BHICYMHMBAICT HAal NIPOKaJIeHHBIM
cyabhaToM HaTpHs.

W3 ¢uabTpaTta OTTOHSIIOT GEH304 B BakyyMe BOZOCTPYHAHOTO
Hacoca M OCTaTOK NEpernHsioT B Bakyyme, cOOHpas (pakIHIo,
kunsaulyio npu 1563—154%1 sx. [oayuator 15,8—16,9 2 npoaykra,
iy 73,4—78,1% Teopernueckoro KosHUCCTBA.

Boccranosaenue nurpuia, B nodyauTponvio KPyIioIouin o
TPEXTOPAYI0 KOJABY, CHAGMKEHHVIO Mewalkoil, 00paTHbBIM X0J0-
JHJIBHUKOM C XJ0PKAThiHeBOf TPYOKOH M KameabHOH BOPOHKOLL,
nomemator pacrtsop 3 e (0,08 soas) amonoryapuyaa JNTHT B
150 ma aGeomorhoro 3(upa H npu NepeMelINBAHHH MeEIJIEIHO
npukanbiBaloT B Teyenne 30—40 munyt pacreop 10,8 2 (0,05 mo-
1) l-6eH3m1-4-1mnepasmxoaueTOHmplma B 100 M4 abcosaicTiOTO
sbupa Tak, yToOw 3¢up pasHomepno Kkuneld. [lo OKOHUaHHH
NpHOaBJeHus1 HArpesaloT Ha BolsiHofl Gane 6 wacos, yaansiorT
16

Ganio, 1ai0T OXJAANTLCS H, NOFPY3HB KONOY B XOJ0LHYIO BOAY, R
nepemeiuBaeMoil peaKkIHORHON CMeCH MCAJIEHHO 110 KalUlAM NpH-
aupator 25—30 sz 20%-Horo pactBopa eAXoro narpa. JlekaHnTu-
pyloT 3GUpPHBI CJOH H colepAKUMOe K0a13ul 3 pasa o6pabarsiBaioT
GewzosioM, nopuusiMu no 80 ma.

CoeauHeHHbIE 3KCTPAKT  BbHICYIIMBAIOT Hal IpOKaJEHHBIM
CyJdbhaToOM HATDPHSA, OTTOHSAKT PACTBOpHTE > B BaKyyMme BOIO-
CTpYHHOTO Hacoca, a OCTAaTOK IEperoHsioT B BaKyyme, cofupas
¢pakuuio, xunsuryio npu 156—157°/2 ma

Brixoj 8,0—8,5 e, unu 73,8—78,0% reoperuueckoro Ko/inue-
CTBA.

|-Bensua-4-(2-amunoarna) nnnepasus, Ci3HyNj, Mo Bec
219,33 —o6eciBerHass npo3padHasi KUAKOCTH CO CleNU(GHIeCKHM
3a11axoM aMHHa, PACTBOPHMAs 3 OOBIUHBLIX OPraHUYeCcKHX pPacTBO-
puTelsax W HesmayureasHo B Boae; d 1,0066, ny) 1,5492.

Hpumeuanus

I, 1-Del3 .inHnepasuy moaAyualoT pacmiIleHdeM (opMiLin-
HOIl rpynnsi .-Genana-4-ge.puutnnunepazuna 10%-noii  coasHofl
kuc1otoit [1]. Buixo1 829% reopernueckoro KoJautuecrsa, r. Kiil.
119—-120°/3 a4,

2. Ilp  upnGasienun XJI10paueTOHMTpHIIA HA0.1101a€TCs TO-
BbILLICHIE TeMIIepaTvpnl B npeienax 40—43°.

Lpyrue cnocoGbt HoMydeHHs

- 3eH311-4- 1M ePa3HHOGHETOHHTPUA L COOTBUTCTBYIOULH I
AMHE (10VUCHBL B3aHMOTeHCTBREM |-OeHIWTIHIIEPA3HHA © XTI0pA-
UeTCIHTPHIOM B TOOyO.te ¢ NOCTeIVIOUIHAM  BOCCTaHOB.Ietey:

HUTOINTE  &TI0MOTHIPHIONM JuThst [2].
Onucanupiil Buie cnocod paspaboran Mancew, Mussonn

ap. [37%

1. C6. «CppTessl TeTepPOLHK/INNECKIK cocanuchni», 6, 68 (1964).
2. Awrasfickuft mar. 926, 623 (1963) [C. A. 59, P 11527 (1963)].
3. R. P Mull, R.II Mizzoni, M. R. Dapero, M. E. Fgbert, 1. of Medici-
nal and Phiarmac. Chemistry, 5. 944 (1962) [C. A. 58, 18330 (1963)].
17
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Hposepuau: T. JI. Tlanaag, JI. C. Taactaun

MMonyuenne

B Tpexropiyio KpYIJIOZOHHYIO KCalLy €eMKOCTLIO 150 M.,
CHaOXeHHYI0 Memas kol 1 06PaTHHIM XOJI0AHJIbHAKOM, IOMEU{EI0T
7,25 2 (0,05 monst) uugoan-3-anpaernna (cm. «CHHTE3b! reTepOUHK-
JHYecKHX coeluHeHHi», 4, crp. 38), 5,3 ¢ (0,05 moss1) cyxoro
kapboHata natpus, 6,3 ¢ (0,05 Mouas) cBeXemneperHaHHoro Xno-
pucroro Gensuna H 25 a2 auMeruagopmamuia. CMeck npu nepe-
MOHIHBAHHYE KUMATAT Ha KOJAGOHATpeBatese B TeveHue 6—8 1acoB
(npuveuatine ). o oxadaxlenuy K nepeMeninBacMOi CMecH npit-
Gap1siior 70 2 uamMebuenioro Jnl1a. Boiaeaunuieecss XpUCTAMNH-
yeckoe BEICCTBO  OTMILIBTDOBBLIRAIOT, NPOMBIBAIOT ABA  pasd
XONOAHOM BOAOI, HOopumsaMu Ho 25 a1 u spieywnsalot,  Cripoit
npoaykr secur 11,2 ¢ wrapurest npn [10—111° Jdas ourerkn
VKA3AHHOe KOJHUECTBO BEUICCTRA PACTBOPHIOT B 45 a1 cunpra,
OTILTPOBBIBHIOT 1 ocaadater 200 a1 ol

Boxog 10,56—10,7 ¢ pan 85,0--91,0% TeopeTHICCKOro KOTI-
uecrsa, 1.owa 12 -113.

N-bemsning et -3-acbernl. CwllsNOL wea, sec 2368 -—
OuooTane Z(I)IiC‘I'f].'lJl,i Heaoto TROTA, pACTEGPIIMDBIC B MOTHJQBOM,
STHIOBOM CNUpPLaX, 4ileToHe, 3(PiDNe 1 HepacTBOPHMbe B B0t

Mpumeuanus

1. Tlpy Harperawitg ¢MeCh OKPAUINBAGTCH B CBCT.1G-KOPHYHE:
BBI{l IBET M BLLLCISICTCS NJAODHCTbIE HATPHIL,
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HApyrue crnocobbl noJjydenus
N-Bensuannaon-3-aapaeru 6b11 NOJYUEH H3 HHLO01-3-adibjle-
THAA M XJOPUCTOro GeH3uaa C npumeHeHHeM norawall] ¢ tem xe

BBIXOAOM.

{. A Kualir, §. Szara, J. Med. Chem., 9, 793 (1965).



N-BEH3WJIUMHIA3O0N
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Na CH2C6H5

Mpemnomuan: [1, E, Hseencen, [, Jlanx
[posepran: 3. A. Mapkapan, B. I'. Adpukau

Moanyuenne

B 0AHOMHTPOBYIO TPEXIopayio Ko.10y, cHAOMKEHHYI0 Memad-
Ko#l (mpuMeuaHHe 1), KamneJbHOH BODOHKON M XOJIOIMJIBHHKOM,
noMeuawor 34 2 (0,5 MoJs) uMuzaszoda (mpumeuanHe 2). Koady
OXJIAXKAAIOT CMEChID cYXOoro Jpaa # auerona ao—40° Temmepa-
TYypbl GaHU U H3 CTAJABHOrO DannoHa HabupaoT B nee 300—400 m.1
KHAKOTO aMMiaka, B KOTODOM NpH HepeMemtHBaHui HMHAa30/
pactsopsiercs, [Ipononzkas nepeMelnBaiiie M OXJ1axK1eHue, BHO-
CAT B Kon6y‘qepe3 XOJOAMILHHK B Teveline 30 munyt 12,7 ¢ (0,55
MOJIST) MEJKOHAPE3aHHOTO MeTaaJH4ecKoro Harpus (IpHMeuanue
3). Tlo oxkoHuaHHM CMeCh NEPEeMEMIMBAIOT 11 OXJAaXKAalT OKOJIO
yaca. 3a 3TO BPeMf PacTBOp NPHHHMAET TEAMHO-CHEIOI0 OKPacKy.
Hanee npunurator B Tevenne 6-—8 muuyr 69,5 2 (0,55 moaa)
xJaopuctoro 6ensuna (npHMeuanue 4) i GuiCTpoe NepeMelIHBAHKE
M OXJaKjenue Npoao/KalT 3 uaca (mprveuanne 5). Yaaasior
OX.1AXKAAI0MYI0 §aHI0 I OCTABJASIOT CTOATL [EAKLIHOHHYIO  CMeCh
Ha Houb AJs1 KCIADEHIsT amvudxa,

K cBero-kopuditcBoMy  TepAoMY  OCTATKY — NPILIHBAIOT
400 x4 cyxoro tetparuapodypatia, KHNATaT 30 MAlYT 1a BOAAHCH
bane u B ropstuem BuIC GuabTpyIoT. PriabTpaT OXIaZK1AI0T CYXHM
ABAOM 10 —70—(—78%), OT(MHILTPOBHBAKT BLINABUIHC  GCIG-
CHEXHBIEe KDHCTaAJbi M BHICYLINBAIOT B RaKyyM-3KCHKaTOpE,

[onyuaior 48,8—50,5 ¢ N-6eHsu/aiMiza3ona, [IaBAILErOCs
npu 70—72° (upumedanue 6). OcraTox Ha ¢uUABLTpe ewe pa3
KHNATAT co 100 ma TeTparuapodypana, npHCOCAHISIOT K MATOY-
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HOMY PACTBODY H OTPOHAIOT pactBopuredp a0 obbema 120—
130 ma. OcraBUIMACA PAcTBOP CHOBA OXJAXKAAKT CYXHM JIbAOM H
OT(hUIBTPOBEIBAIOT BbIMABIINE KPUCTAJJbl. DBHCyHIeHHOe Bellect-
BO BecnT 14,5—15,8 2 n nnasurca npu 69,5—72°. T1pu noBropHOM
KOHILeHTPHPOBaHHH pacTBopa 10 50 ma Bhigensiercs eule 4,5—
5,7 2 npopykra ¢ T. 1. 68—71°

Q6wmit Bexox cocrabasieT 68,1—72,0 2, wan 86,0—90,1%
TeOPeTHUECKOro KOJHUeCTBa (mpumeyanue 7).

N-Beusuwnumunasod, CioHioNo, mon, Bec 158,20 --0enocHex -
HO€ KPHCTAJHYECKOe BELIeCTBO, JIETKO pPacTBopHMCe B GOJbIIHII-
cTBe OopralliyecKHX PpacTBopUTeseH, HepacTBOPHMOe B BOJE H
JIMIDOHiLe.

IIpumeuanus

I. PexoMenayercsi ucnolb30Barh MelWanky H3 tedaoHa HJIH
{ropomacra, uro obecreunBaer 3¢ (deKTHBHOE MepeMellHBaHue.
Peaxuironiias cMech TOAbKO TIOBEPXHOCTIO PasbelaerT 3TH Mare-
puade. OnbT CaelyeT TNPOBCAUTBL B xopowo JeficrByloliem

BHITAXKHOM [UKA(Y.
2. HMcuoabsonall Npofakibii HMHAA301. Y100HHMI MeTOLa-

MII CHHTC3A 1MH,1430.14 siBISHOTCS ONHCAHHbBIE B JIHTEPAType CIo-
cobnl [, 2].

3. MpunmcHeHue 130biTKa Meratgauyeckoro Hatpua ot 10 ao
209% CylUeCTBCHHO He DJMACT HA BBIXOA, OHAKO SKBHMO.ICKYJISp-
HOC KOMUCeTBo laet toibko 75% Beixola. BeauudHa xycoukon
HATPUS Ie HMCCT 3HAYEHHS], HO Deaxuis He JO/IKHA MpOTEKATh
OUeHL OVvpro,

4. Henoansosan npolaziisifl XJIopucThli OeH3w1 0e3 npes-
BapuTL ROl OUHCTKIL B coayude mprMeHenns TeXHH4eckoro po-
JAYKTd eTo HEOOXOAWMO (leperHarh.

5. TepemeinBanne B TeueHHe TOJBKO 4aca HECKOJIBKO TOHH-
HKaeT LHXO, y/ITHHEHUC BpeMeHH A0 8 4acoB He oTpaxaercs Ha
BHIXONLE.

6. IlepexpucraTH3oBaniblil U3 Terparuapodypana N-Ge-
BUAMMIIA30a NAABUTC npn 72-—72,5°, n3 Jurpoisa [ 1]-—npit
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70—71,5°. [lepertaHublil NPOAYKT HMEET TEMIEPATYPY NiaBACHH
71—72°. TloayyeHHoe ONHMCAHHBIM METOIOM  BEUIECTBO C T. ILT.
68—72° 70CTATOUNO UHCTOE IJf HCIOJb3OBAHMA B PEAKIHIAN.
7. Tlocde noJHOTO HCIapeHHs pacTBopa TeTparuapodypana
ocTaeTcsd KOpPMUYHEBATOe NOJyTBEPAOe BelleCTBO, KOTOPOE HET
cMpicaia Gonblue ofpaGarwiBath. MoxHo cobpatb ocTaTKi Ol
HeCKOJLKHX OTbITOB H Neper#aTh, codupas ¢Qpakuiio ¢ T. KHIL
110—120°/0,5 mm. [oayuennnrit N-OeR3aHINMHIa30.T HocIe mepe-
KPHCTAMIN3AWIE U3 TeTpark1podypaHa MIaBHTCA NpH 69-—71".

HOpyrue cnocodbl NOJYyYeHHS

IMpusenennsti cnoco6 noiyuckus N-OeH3HINMHIa300a ABTA-
etcst Mmoaudukauuei; metoda Poe [1], KOTOpBIl HCNONR30BAS €U
TakKe 118 noayyeHusa N-MeTH.IHMHIA3071a.

OOLIuHbI MeTO1 cHHTe3a N-0eH3WJIMMHAA30./1a 3aKJOYALTCH
B UMKIn3anud N-Gen3uaaMuHOAUETANS C THOIMAHATOM HATPHsL C
NOCAEAYIOUIMM OKHCIeHHeM OOpa3osasmerocst N-Oexsua-2-mep-
KAanTOHMHAA30Ma a30THOH xucjotodr [2].

N-BeH3unuMu1a300 noaIyuaor TakkKe peakiHeii 6eH30ACY. 1b-
hOHHMHIA30/a C HATPHEM, HMHAA30J0M H GEH3HJIOBDBIM CINPTOM
g TeTparuapodypare [3]. Henocpesctseitioe AeficTBHe (eH3u.I-
XJAOPHAA Ha nMnIazoa [4] naer HU3KHIT BBIXOA M HE MOMIKC!
HMEThL IPAKTHYECKOTO sHaueHHs.

14 AL Poe, J. Chem. Soc., 2195 (1963).

DR C Jones, J. An. Chem. Soc. 71, 383 (1919).
3. H. A Staab, K. Wendel, Ber, €3, 20902 (1560).

4. D Wallach, Ber., 16, 539 (1883

4-(5-BEH3MJI®YPAH-2)-NPONTHOHOBASL KHCJIOTA

T n nupunuu
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N Na
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pepaosnan: A, Jl. Muasos, B. L. baaaasu
Hposcpiaun: B. 1. Adpurran, A A Canacapsu

[fonyueHue

S-Bensuagypdypuavacpid. B noayuTposyio MeThpexrop-
VIO KPYEJGIOHHY 0 KOa0y, CHaOKCHHYIO MCLIAJIKOH C PTYTHBLIM
341BOPOM, KATe/IBHOI BOPOHKOIL, TCMOMCTPOM H XJ0pKATBLIHEROi!
TpyoKoil, noxewaior 36,6 ¢ (0,2 aoan) 5-Gensuadyphypuaosoro
crmtpTa ¢ T.oxni 14314572 oo (o «CHuTesnt reTepPOUHKAHYC:
CKHX CoCHCli», 2, crp. 21). TIpi mepeMewriBaHiig NpHIIBaloT
20 ¢ (0,24 Mo:tst) UPeABAPHTEIbHO BBICYIEHHOrO Ha/l eAKHM KiH
}l IeperHanHoro mupuiua 1 150 ma cyxoro s¢pupa. Koaby ox1axk-
AQI0T CMEChIo Jbla H.COTH n npu Temneparype 07 u HHTEHCHBHOM
nepeMeminBauny B tevekne 20~ 30 MuuyT npHOABAAIOT MO KamasM
ractrop 26,2 ¢ (0,22 MOnA) XJAOPHCTOTO THOHHIA B 100 ma cyxo-
ro sdupa. Oxdamiedic KOJIOb  PCryJaHPYIOT  Tariy 00pasoM,
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4TO6Bl TEMIeparypa cMecH He npespimala +2° M He NOHHXKAJIACH
nnxe —2°

IMocae npubaBjeHus BCEro KoJHYECTBA XJIOPHCTOTO THOHHJA
cMech NPH TOH XKe TeMmmepaType lepeMewBaloT elle Okoao 30
MHHYT H J€KaHTHPYIOT PACTBOP B JHTPOBYKO KOHHUECKYIO KOJOY,
a OCTATOK TPHXAK/H MNPOMBIBAIOT CyXuM 3()HPOM, NOPUHAMH IO
75—100 ma (npumedanue 1).

CoenyHeHHple 3QHPHBIE 3KCTPAKTH MOMELIAOT B JICASHYIO
GaHI0 H NPH NOMEIUHBAHMH NPWIKBAIOT HEGOJLIIHMH HOPIHUAMH
25 M4 oxJaaxaenHoro Jenanoi sonoit 50%-Horo pacrtBopa ejako-
ro KaJii; UPH 3TOM BbLIEJsieTCA UpHCTaloulasd K CTEHKAM KoJ0bl
JHNKast cMona. CBeTso->KeATHi 3(HPHHA PAacTBOD OTAENAIT OT
BOJIHOTO CJIOS H BBICYIIHBAIOT 00€3BOKEHHLIM  CEPHOKHCJ/bIM
HAaTpHeM B XOJOAHABHOM WIKady B TeueHHe 2—3 ydcoB (TmpHMe-
yaHue 2). DUpHBI pacTBOpP KOHUEHTPHPYIOT B BakyyMe 0e3
Harpesanus Ao oobema He Menee 100 s (npHMeuanue 3).

Hustuaroseis a¢pup 5-Gensurhypdypurmaionosot KucaorToL.
B noayautpoBoit Tpexropioil xpyraopounoi Konbe, cuabxennoil
MelaJKod, o0paTHbIM XOJO0AMJIbHHKOM H KaleabHo#l BOPOHKOIL,
rOTOBAT PacTBOP 3THAATA HATPpHda U3 150 s abcodaTHoro cnupra
(npumeuanue 4) u 5,1 ¢ (0,22 r-at) Meranauueckoro uatpus. Ilo
OXJTAXK/EHHH 10 KOMHATHOH TeMrnepaTypbl NPHJAHBAIOT MpH IHepe-
metuupauun 64 2 (0,4 Moast)  cpezKefeperH4HIOrO  MaJdOHOBOTO
3¢upa. Toayuennedt pactaop oxJax1aloT JACIAHOH BOJOH H H2
KANeILHOH BOPOHK B TeteHue 10— 15 MUHYT NDHKANHBAOT CBe-
JKeKOHUEHTPHPOBALUDBLT  3PUDLLHT pacTBop 5-6eusiIPypypi-
xvopaia. Cyecn OCTABJISAIOT Ha HOWb, 3aTeM COJMEpPIKHMOE KOJIOLI
RUITAT 2- 3 yaca o, 3aMeunB o0paTibii XOT0 M IBHIK HICXOIA-
I, 1D HEUPepBiBHOIT padote MEeHIATRI TOJHOCTLIO OTFOHSIO!
QUP M 3THAOBLIT crupT. K octatky aodasadrr 100 a4 nojbi
Buigeausumiicst macasimuctodi caofi sxcTparnpyior  2-3 pasa
sdupoM, nopuuans 1o 100 i

OupHBE KCTPAKT CyIaT npOKAaTeHHBIM CePHOKHCIDIA
HATDHEM, OTTOHAIOT 3(hHp, a 0CTATOK PPAKUKOHUPYIOT B BAKYYME.
Chavaga npu 90—100°/15 sa otrousier 136HITOK  MAJA0IIOBOLO
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s¢upa, a 3areM, npu 199—2017/2 wms ausTHIOBBI 3dup 5-Oen-
3uAdypOYPHIMAJOHOBOR KHCJIOTHL.

Brixon 35.5—36,6 ¢, uan 53,9-—55,69, TeopeTHUecKOTo KoJIi-
ucctBa (npuMeuaHue 5). .

Omoraenue. B xpyr.ionoHHY0 TOJdyJdHTPOBYIO Koaby, cHab-
KeHHYI MelaJKoit H O6paTHBIM  XOJOAHILHAKOM, NOMELAIoT
33 2 (0,1 mons) pusthiacBoro sdupa 5-Gensuadypdypuamarono-
Boil KucJaoThl M 10 2 (0,25 mond) enKkoro HaTpa, PACTBOPEHHOrO B
100 ma 509%-Horo stunoBoro cnupta. CofepxkKuyoe KOJOH 1pH
HEenpepLIBHOM nepeMemBanin Kunarar 10—12 yacon u no.aHo-
<TbIo oTrouawT cnupt. K ocratky jpobasngior 100 ma Boabl H
JBaXK LI 3KeTparHpyioT 3¢upoM, nopuuaMu no 100 xa. K oxaax-
JEHHOMY TPOTOYHOH BOMAOH BOAHOMY PAacTBOPY OCTOPOKHO MpH-
Gasasior pasbasiennyio (1:1) coasiyio KHCIOTY 10 KHCHOM
peaklHn Ha KOHrO. BHIEJHBIIYIOCA KHCAOTY TPHXKABE 3KCTPArH-
pyOT  3pupoMm  (MOPUUAMH no 100 ma Kaxnas). DdupHuit
IKCTPAKT CVLIAT NPOKAJEHHHM CcepHOKHCIBIM HaTpreM. [locie
OTronKH 3(QHpa 0cTaTOK OLICTPO 3aKpHcTaaausoshsaercs. IMogy-
yetlinle KPUCTaT1nl 5-6en3uadypdypuaMalocHOBO] KHCIOTH NOCde
BLICYLHIBAIHS HA BO3JYXe naassted npu 136—1377; puixoa 23,2—
23,8 ¢, nau 84,7—86,99 TteopeTiueckoro KoJifuecTBa.

Herapborcuauposanue. B koady Kaaiisena emxoctoio 50 4.2
noveiator 27,4 ¢ (0,1 moas) 5-Geusntdypdypuavaionosoll kuc-

JOTH 11 parpenaitor B 6ane co citasoyn Byna npu 170—180° go
upexpalnens  phifedenns  yriaekuctoro rasa (mpumepno 30—
40 ). O0pasnBaBan I0GH BPOSPAYNVIO MACCYy HEPCTOISHOT B
saRy e upit 188---1847/0,8 aiir

Buxox 194 20,2 2w 84,3 88,0% Teoperiucckoro Kodi-
decthd, oot 4y 467 (epuvcyanne B).

(5 - =~ F

£- (5-Bensnagypan-2) -npounonosas kunedota C HyOs, ao
see 230,26—rmouth GectBeTHDLIE KPHUCTA.LTBI, XOPOHIO PACTBOPHAbie
B OPTaHHUCCKHX PACTBOPHTCIAK.



Mpumevanug

1. Aas ayuiero n3sJieueHust MPOAYKTA peKOMeH1yeTcs nep-
BhiC /IBe TPOMBIBKH NPOBOJAUTE 3QHPOM, Mpe/iBapUTEIbHO OXJa-
AuennpiM 4o 57 KpoMe xJjopruapata mnupuauua, c6pasyercst
HEKOTOPOE KOJHYECTBO CMOJIHCTBIX BelliecTs.

2. Buicymusanue s¢upHoro pacrsopa NPH KOMHATHOH TeA-
f1epaType HPHBOAHT K HEKOTOPOMY OCMOJIEHHIO C WHTEHCHBHLIM
OKpaWHBAHKEM PACTBOPA, YTO CHUZKAET BBIXOA KOHEUHOro Mpo-
JAYKTA.

3. Ileperuatp 9-eH3uaPypPyPUIXTOPUI He yraercs BBILIV
TOIO, UTO B OTCYTCTBHH DACTBOPHTEIA 1aXKe HPH KOMIIATHOH TeM-
feparype O ocmoldercs. Jlusl Bcex peakumii  pekoMeHAyercs
JICMOIL30BATE €r0 CBEKeNPHIOTOBACHHLIT 3QHPHBIN pacTBOP.

4. BHIXO1 mpOIyKT4 3aBHCHT OT KauecTBa a6cOMoThoro
crnupra.

5. JnaTu0BL sdup O-GensnadypdypuIMaIoH0BOl Kuc.10-
bl peACTaBIfeT co00M BI3KYI0 GeCLBETHYIO KUMKOCTD, X0powo
PACTBOPHMYIO L OPraHIHYECKHX PACTROPHTETSIN; di®1,1061; ny'
1,5124,

6. B cayuyae Heodx0aMMOCTH 3+ (5-6ensnadypan-2) -npom;io-
HOBYIO KHCIOTY MOMGO OUHCTHTh PACTHPAHHEM C TETPOAefiHLiy

shupom. Tlpu ston noayuaoTes Geanle KPHCTALIBL C T. ma1. 49 -
30,

Hpyrue cioco6sl noayuenus

3-(5-Beunsuapypan-2) -nponnononas KIC10Ta  OblIa 0.0y -
HCHA TOTLKO OUNCAUNLIM BLIUIE C[10-050M,
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1-(4-BYTOKCHPEHWJIT)-4-CIUPO-LUUKJIONEHTAH-1,2,3 4-
TETPATHAPOU3OXUHHOJUH XJJOPIUIAPAT

//\>< POCI, /\>< LiAlH, I/\'}
j i |

| ol D A NH-HCI
X NI T2 R N \/\‘/
© C '//\’I ‘.¢\']
|//\“ N N
|
\\O{M OC,H, OCH,

Tperaokian: . A Mapkapay, T. M. Maprupocsan
[iposepuan: B, I'. Adpuxar, A, A, Canacapan

lfonviuenue

1-(4'-byrokcugenun)-4-cnupo-yurronenran-3,4-dueudpouso-
XuHOAUH, B moav.aurporyio KpYrJao/0HHYIO Koaby, cralzkeHHYIO
cOpaTHBIM XOJOAUIBIEKONM C XJAOPKaJbUHEBOH TPYOKOH, oMelia-
tor 30 ¢ (0,08 mosa) N-(4'-6yroxcubensonn)-1-amunomerna-1-de-
HHHKIONEHTala ¢ T. 01 80—82° (npumevanne 1) 5 150 ma ad-
COAITHOrO TOAYOaa. 3aten npubasasior 80 e (0,5 Moas) neper-
nanuci xsgopoxucu pochopa, 5 e (0,03 moust) nsTHOKHCH (pocopa
1 CMech KHIITAT ¢ 00paTibiM XOTOIH.IbHUKOM 6 yacos. OTrousiior
130bITOK  XJOPOKHCH (pocopa u pactBopureds. OcCTaToxk mpH
oxJamuennd pactupaior co 100 a1 geasioil soanl, o6padaTelBaor
KOHNEITPUPOBHIHBIM pacTBOPOM KapBouata waTtpus jo pH 10—
PL o 9xeTparapyioT Tpest nopuusiMu sgupa, no 100 s Jker-
PAaKT cyurar GEe3BO/THLM CCPHOKHCABIM HAT)PIHCM H, OTOTHAB pact-
BOPpHTEJb, OCTATOK pactBOpAT B 200 2.2 abcosioTHoro adgupa
(npumeuanuc 2). JdupHplil PaCcTBOpP OXJIAXKIAIOT JAbIOM H 006pa-
6aTeiBalOT 3UPULIM PACTBOPOM XJopHcToro sogopoaa a0 pH 3.
Bbinenusumuiicst ocalok otaeasior u, pacrepes co 100 a4 BOIbL.
o6padarwisaior 10% pacrsopom kapOoHaTa HaTpus J0 WEN0YROI
peakuun (pH 11} n vkerparupyior sdupon (3 pasza no 80 aa).
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‘JKCTPAKT CyWaT GE3BOJHBIM CEPHOKHCJBIM HATPHEM H, OTOTHAB
pacTBOPHTENb, NOJYYalOT 17.0—178 2 (59,4—62,2%) Macno00-
pasHoro 1-(4’-6yToxcmpe[mn)-4-cnnpo-uumonemaH-3,4-1mrpmpo-
H30XHHOJINHA.

1—(4’-5yT0f<cud)eHu/z)-4—cnupo-qumonenmH-],2,3,4-Terpaeud-
pOU3OXUHOAUK. B TONyJHTPOBYKO  TPEXropiyio  KpyrJOJAOHHYIO
K016y, CHa6KeUHylo Mewankol, OO0DaTHHM XOJIOAHIBHHKOM C
XJ0pKaJbIHeBOR TPYOKOH u KanelbHOHA BODOHKOM, MOoMelaT
pactsop 3 2 (0,08 mousi) amonmoruapiia autus 8 100 xa abco-
aiotHoro adupa. [Ipu nepeMemidBanuy M3 KaneJbHON BOPOHKH B
revenne 20—30 Myt npudasasior 17 2 (0,03 moast) 1-(4'-0yToK-
chietna) -4-cnupo-1HKIoneHTan-3,4- T4 H/APOH3OXHIIOMIH A B 60 4.1
adcomotHoro 3¢upa. I[To OKoHuaHuH NPHKANLIBAHHS PeaKLHOH-
HyI0 CMeCh mepEMELINBAOT MPH KOMHATHCH TeMmiepaType OKOJO
‘yaca, a 3aTeM KHMATAT Ha BoaaHoil Gate s TeyeHue 10—12 wacos.
OX.1aK1a10T PeakKUHOHHYI0 KOGV JelsiHoil GaHel H OCTOPOKHO
npu mepeMeliHBauKK npuGasastior 10 v Boast (mpHMedaHue 3).
Ocanok oTPHILTPOBEBAOT M npoMbisanT 100 A stpupa. Dup-
HLI pacreop cyulat GE3BO/HBIM CEPHOKICIBLM HATpHeM H, 00pa-
‘6oTan 3(GHPHLIM PAaCTBOPOM XJIOPHCTOTO BOAODO1a, 0CaXKI1awoT
XJOPTHAPAT, KOTODBUT OTHOHILTPOBLIBAIOT I MpOMbizator 100 a1
aupa.

IMoayuawor 15,8 17,0 ¢ Bemecrsa (83,5—89,8%) ¢ 1. n1n
I18-—120°.  TlepekpHCTa 1 IM3I0BLIBAIOT 113 CMECH  CHupT-2(i)
(1:1).

Brixox 14,2--153 2, n1n 75,1—80,9% TeOpeTHIECKOIO KO-
qectBa; 1. L 132-—1337 (npualeuwadue 4).

Xroprizpar 1-(4-6yTokenderwa) - H-clupo-nuxionenrai-i.2,
3d-rerparicipensoxunosnig, CasHzoCING, wmou. Bec 371,95 —0e-
JEeliE TTOPOLIOK, XOPOHIO PACTBOPHMBIL 1 METHIOBOM i YTIIOBON
CIPTAX, TPYAIIO—T BOAC B HepacTBopuMntil B adupe, densoe.

Mpumeuyanus

1. N-(4-ByrokcuGen3oHn)-1-aMHHOMETH.I- 1-peHHIIHKIONEL -

TaH TMOJyueH B3aHMONEHCTBHEM xJopaHruIpnia OyTOKCHOEH30H-
HoH KucaoTh ¢ 1-erHa-1-aMHHOMETHILUKIONCHTAHOM B OeH-
30JbHOM paCTBOpC B I'[[)HCyTCTBHH HHle:LHH;I. no ONUCAHHOMY
cnocoby [1].

2. B caiyyac mpuMeHeHus He aGcomoTHorg »¢gHpa MOXKCT
NOJYaHTBCH Macjloo0pa3Hee BEileCTBo.

3. PaanosKeine BoA0H HEOGXOANNMO BeCTH OCTOPOKILO, TAK KAk
NPOHCXOMUT GYPlias peaKnHs ¢ HHTEHCHBILAM pcrnapenteM adupa.

4. Tlocae repexkpHCTALIM3alKU BBIXC1 CHIDKACTCA Ha 10—
15%.

Hpyrue crnocolbt MoJyueHHs
BeilecTBo M0JVUEHO TOJBKO OMACAMHLIM criocobon [1].

1. A T Madmoan, 3. A Maprapas, T. M. Maprupocan, C. A. Bacuagn, XTC,
3, 529 (1969).



2,2-AUMETHIATETPATHIAPONHPAH-4-OH
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IMposepuan: B. H. Kawaropusu, A, C. Hopassau

Noayuyenue

B nonysuTpoBYIO UETLIPEXTOpAYIO  KDPYIJNOJAOHHYK  KO10).
CHAGKEHHYIO MeWaTKOH ¢ 3aTBOPOM, OOPATHLIM X010 HIBHHKOM.
KaneJbHOH BOpOHKOI M TepMoMerpoM, Momemator 240 2 5% -
HOro pacTBoDa cepnoil KHCJIOThI, 7 ¢ cePUOKHCAON PTYTH H, Myc1ib
B XOI1 MeWaJaxy, COJIepXKUMOC KOJI0LI HarpesalT Ha BOAIHOI
Oane. Korga tevneparypa cmecu JlocTiraer 65°, M3 KaledbHOi
BOPOHKH putnaicT B Teuelitte 30 Mmunyt 80 e (0,72 mMoas) crerxe-
MEPETHAHHOTO  O-neTiHd-l-rexceH-3-nH-5-c1a ¢ 1. kun 52—
O3°/10 s (npintenaiine) . 3aTes TeMICDATYPY PEAKIHOHNON Cle-
cu noarepasusaior upn 83——85° 6 uacos 11 B TeueHHe 3TOro BPEMC-
HI J00aBaAsoT  cilie 8§ ¢ CePHOKMC0iT  PTYTI: 10 4 2 Kauw, ible
nocae v onuie 2 yacs, ComepAaRnMony K000 180T oXT810Thea 16
ROMHATNOM TeMmpcparvpnl, Builedupinifics  vac ismictuit  clof
OTACTSHIOT, BOABI! anCcTnar:ipyvior 3--1 pasa 3ihupoat, nopunsizii
no 80 e wkam s, Coc titetinle s HupnLe 9KCTPEsTh OpoMLlL-
paor 20 e 105 -uoro pacTsopa  yiaekncAoro  Kadnid.,  3aTed
TAKHM 7K€ KOANMUCCTROM BOALE [ BLICYHBAIOT HAl DPOKAICHHLIM
cepuoxucabm marnnen. lloeae yraldenust pacTBOPUTEIs OCTATOR
TePErcHAIOT B BakyyMe, co0upasi 1pOJVKT, Knnaswuii rnpi 60—
6310 wmm (175—176°/630 ).

Brixog 655—068,5 e, wit 70,3—73,5% TeOpeTRUCCKOrL KO-
yecTBa.
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2.2-NuMerunterparuapotpali - 4 -on,  CsH120,  mon.  Bec
198,17; di¥ 1,0017; nj 14480 -—GecuneTnas KHAKOCTDL, PACTBO-
PHMasi B OpTaHMUeCKHX PACTBOPHTEAAX M [IOXO PACTBOPHMAA B

BOJE.
CemuKap6a3oH, sewecTro 0€J0ro uBera ¢ T. L1 164,5—166".

Npumeuanun

5-Metu.a-l-rekcen-3-uH-5-01 noJyuaeTcsd KOHACHcallied aie-
TOHA C BHHHAAUETHJACHOM B HPHCYTCTBUM  TIOPOWK0OGPA3HOro
eIKOTO KaJi B pacruoputese [1], a Takxe 6e3  pacrsoputreds
[2]. TlpiMeHseTcs Takike NPOJAKHbIH TEeXHHUCCKH{I S-Merus-1-
TeKceH-3-HH-5-0.1 N1 Ha3BaHHeM IUMETHIBHHIKIITHHHIKADOUHO.I,
i kap6unon Hasaposa.

Ipyrue cnocoOwl nosiyyeHus

2.2-AuMerTnirerpariponupas-4-on 6ol NOAYUCH NpH TIAPO-
3¢ D-MeTHa-l-MeTorCH-4-reKCeH-3-0HA,  O-MEeTHJI-3-Xx/10p-1-rex-
ceH-3-0HA H S-meTun-1.5-1HXJIOPreKcan-3-01a, a TAIGKe IpH 1eTH-
Ipatanui d-Meria-lLo-rexcaninoa-3-ona [3].

Flarpesanue 1,2.2-tpmrerna-4-nunepuioda n 2,2-1nMerini-
TETPGTILIPOTHOMEpAL-L-ola 8 Pa3dasIClHOM PAcTBOpe  CepHOIl
KHCTOTH B HPUCNTCIRIE CUDHORACTON PTVTH TAK/KE NPOBOLNT h
mosvicHnio 2,2- mveTiviterparuapomtpan-4-ona 4]

Onncapduii cnocod notvucuus 2.2 UCTIITETPAr 1 POTH-
pav- Lo ovnopad na pocorax LD Fonaposa o cotpy tnna-
A 0]

VoA i Hascpos, T, ST COCP D OMETT 633 (10.43)

20 A Bapranan, TooAL Yovadwan, B avacoppan, 1, AT AnwCP,
XELd2, a7 (1059

3000 1 Hasapns, T, ] Heepdwuna, s, Al CCTP, OXIL, 206 (1G43).

1 C.o A, Bapragan, A. U Hopasan, B. H. Kamazopyan, XT'C, 3, 670 (1055).

5. Ho 1. Hasapos, H. 5. fopcos, [, I, Tepesoca, e, Al CCCP, OXNH,
RO (1943).
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4,6-ILNXJIOP-5-(n-METOKCHBEH3WJ1) THPUMUAIOWH

— POCI
/\CH NocH, — ///\CH2 NocH,
o CoHN ‘l

Mpeanoxuur: A A Aposn, M. A, Kaozpuxsn
IIbopepumy: P, T, Meank-Oranjokansn, J1. A, Tpu-
ropsig

Nonyuenmne

B KpyraolonHyio Koy eMKocTbio 250 st, cHalxKeHHyIO
06paTHbIM XOJOAHILHHKOM C XJOpKa/IbllHeBOH TpyOKOil, novela-
o1 153,56 ¢ (1 moab, 92 #a) cexenepertanHoil XJ0pOKHCH (oOC-
¢dopa, npuausaor 17 ma nupuaunHa (npumeuande 1) u 232 ¢
(0,1 ~ouas) 4,6-aHcKCH-D (N-METOKCHOEH3WT) THpHMHAHHA  (CM.
«CHHTe3Dl reTepoUUHKANYCCKHX coeauHenl», 7, crp. 30).

CMech, HarpesamoT Ha BOJAAHOH OaHe s reuenue 8—10 wacos
(nprnMevadie 2). 3ateM OTTOHSIOT U3OLITOK XJ0pOKHMCH (docdopa
B BaKyvMe BO10CTPYHHOTrO Hacoca, OCTATOK BAMBAIOT B CTaKaH,
cogepxammuil 75—100 ¢ keaororo Japia, f OCTaBASIOT Ha HOUb B
XOJOANIbHIKC, Buimasuine KPHCTALIbl OTCACHIBAIOT, HpOMbIBA-
1T 50 a1 BOAM H BLICYINHBAIOT 1la BO3TyXe.

Crerpoit nipoayxkr ¢ 1. na. 108—110° secur 21,0—23,0 ¢. Ilo-
caeqNdd NepeKpUCTa I TH30BLIBAIOT U3 70 A1 3Tanoqaa.

Boixox 17,4—18,4 2, nin 64,6 —68,5% reopeTuueckoro Ko.tu-
vectna; 1. ni1. 120—12

4.6-"Luxaop-5- (n—x!eToxcuéensm) nupiti i, CreHioClN,O,
MOT. Bee 269,14 —Geloe KpHCTALIHUECKOE  BEUICCTBO, XODNOHIO
PAaCTBOpHMOE B aueTolie, XJA0podopMe, orpatitycliiio-—s CIupTL,
3(hupe U HepacTBODIMOE B BOIE.
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Npumeuanusda

1. BMecTo NupHAHHA € YCHEXOM MOMKHO HCIIOIb30BAThH COOT-
peTcTByONlee Kouauuectso (20 ma) csexeNepeTrHaHHOrO NHMETH.I-

AlHIHHA.
2. Peakuuio cieflyer HPOBOJUTL B BLITAXKHOM LIKAQY.

Jlpyrue cnocodbl MoJyyeHus

4,6-ITuxa0p-5- (n-MCTOKCHOCHIHT ) IHPAMH/IE OBl TIOTVUeF
10.1hKO ONHCAHHbIM Bbille crocobom [1].

1. A A Aposan, M. A. Kaadpuxan, P. I' Meaux-O2anosxansan, ApM. XuM. #e,
20, 61 (1967).



2-MEPKANTOXHHOJIHH
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Mpoeepuan: H, A. Ba6usas, A, A I'ambypau

Moayuenne

B KpyroionHyio ABYTOpAYIO Koaby eMKocrsio 250 a4, cHab-
KEeHHYIO MelIaKoil 1 0GpaTHEIM XCJIOAHABHHUKOM C XJIOPKAJbIHE-
Boit TpyGkoil, noMemawt 8,18 e (0,05 Moas) 2-xJ0pXHHOMHHA ¢ T.
i 36—37° {cM. «CHHTe3Bl ICTePOUUKAHYECKHX COeIHHeHHH», 7,
crp. 80), 4,18 2 (0,15 Moas) tHomOueBHHH M 50 M4 a6CONIOTHOTO
3THA0BOrO cauprd. CMech NpH nepeMellnBaHNy KHNATAT HA BOAS-
Ho# Gane (npumeyanue 1) B TeueHue 30 MuHyt. 3areM o6parHbIil
XOJIOJHJABHUK  3aMEHSIOT HUCXOASIIMM ¥ OTroHsior 30-—35 .1
cnupra. o oxnaxmennit K octatky aofapasiior 150 Mz Boabl
451 pacTBopeHHs oOpasoBamuieficss COJNAHOKHCIOH  XMHOMW.1-
HM30THOMUUERHHB! (npuMetaHHe 2) W A3l BbijleJeHusl MEPKANTOXH-
uostnna npuausatot 40-—30 sa 15%;-tioro pacisopa yrieKHCI0ro
Hatpus 1o pH 8 (npnvcuanne 3). posiomxkaior nepeseinnsanie
etle 5—10 MHHYT, 710CJ€ UErO BBLICTHBLUIHACT KPHCTaMIHUECKHI
2-MepKaUTOXHIOIIII OTCACLIBAIOT, HPOMBIBAIOT Ha QHABTPE BOAN
A0 NeHTpadblofi peariiid HPOMBBEbIX BOI, Ha UTO TpeOyercs
100150 .4 BOIB, OTHKHMAIOT H  BLHICYLIHBAKT B CYWIHABHOM
wkaty npu 50°. [Toayuator 7,7—7,8 2 (95,5--96,7%) npoaykra,
naapauerocs npu 170—172°. J1asg ouncTki NMePeKpHCTATIN3OBbI-
paloT U3 96%-voro stunosoro cmupra  (140—150 ae). Tlocae
nepekpHcTa iudalny  noayvaior 6,0—6,2 ¢ BemecTBa ¢ T. NI
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175—176°. [To oTroHKe oT (uALTPATA NPUOJIHIHTEALHO NOJOBHHL]
o6beMa cnupTa AonoiHuTelbHO Bugeasior eme 0,8—0,9 & npo-
aykra ¢ 1. mi 1740

OG6uinit BEIXOA Npoaykra ¢ T. mal. 174—176° cocrasaser 6,8—
7,0 2, nan 85,6-—86,8% TeopeTHUECKOTO KOJHYECTBA.

2-Mepkanroxuuosud, CoH7NS, moa. sec 161,23 —xenrnie
SaecTsillde KPHCTAMIB, PACTBOPHMEE B aleToHe, ropAyeM COHp-
Te, atpupe, O6cH307€, xAopohopme U HEpaCTBOPHMEIE B BOLE.

Mpumeuanusn

1. Tlo mepe HarpeBauus NPOHCXOAHT PaCTBOpEHHE PEATHPYIO-
1IMX KOMIIOHEHTOB, 4 KOrjJa TeMnepatypa 6auu jocruraer 85° u
cMech HauyHAaerT KHIeTh, PACTROD KEeJTeeT M 3aTeM BHOANAOT
JKeNTele KPHCTAJAB THOYPOHHEBOH COJH.

2. Heboabliasn 4actb KPHCTAIAHUYECKOro NPOJAYKTA oCTaercs
KepacTBopenHoil. OHa npeacrapaser co60i 2-MepKalTOXHHOMHH.

3. Ykasatilla? OCHOBHOCTb JOCTHlAeTCA  TOrAa, KOraa
focJcAylomee npuGaBieHHe COJOBOro pacTBOpa HE BbI3HIBACT
TIOMYTHEHHS.

Hpyrue cnocoGul MoJy4yeHHs

2-MepKanTOXHHOJNHH MOXKET ObiTh [OJYUeH HarpeBaHueM
2-X/JOpXHHO/IHHA C rHAPOCYAbDHAOM Kadls B COHPTOBOM pAacTBO-
pe mpu 150° [1], a Takxke wu3 xapboCTUpHAA HATpeBaHHEM C
neHracydashuiom ¢ochopa npu 135145 [2].

IMpuseneruniii cnocol ovnoBan Ha paborte E. Poacurayepa,
. Topmasa u B, Tehsepa [3].

(. Fischer, Bes., 32, 1305 (1899).
J. Roos, Ber., 21, 619 (1888).
E. Rasenhauer, H. Haofmann, W. Heuser, Ber. 628 2730 (1929).
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METHJIOBBIA 39HUP 4-XJIOPMETHJ-5-BPOMMETHJI #YPAH-2-
KAPBOHOBOH KHCJIOTbI

CICH, (CHiC0):0; CICH— .
CH3[| O']coocrig* B, ———> BrCHg[ O)COOCHs +HBr

[pegaoauan: A, JI. Mugxony, I JI. [Tanasu
Iposepuau: I A, Xopeusn, I'. E. ['abpuedn

Nonyuenue

B noJyaHTPOBYIO TPEXTOPJAYI KPYIIOMOHHYIO KOJIOY, cHal-
HeHHYI0 Melajkod, oOparibiM XOJ01AIBHHKOM H KamneabHOH
poponkoif, momemator 18,8 2 (0.1 MOJs)  MeTHI0BOTC 3dupa
4-X70pMeTHI-5-MeTHAPYDaH-2-KaPOOHOBOH KHCIOTHI C T. ML 42—
43° (cM. «Crnresbl reTepoLMKAHUeCKHX coeaunenni, 2, crp. 47)
(npumeuanne 1), 200 m2 cyxoro ueTHIPEXX.JOPHCTOTO YIIE€POAA,
1,1 2 nepexkucu GeH30HJIa M NPU NepPeMeLINBAHHH B TeuClHe 25—
30 MunyT no Kanaam aoGasasior 16 ¢ (0,1 moan) Gpoma B 30 na
yeTHpexxa0pucroro yriaepoia. Cmech KUMATAT HA BOIAHOH OaHe
4—5 yacos. KoHel peakllyn onpeleasior No HCUe3HOBEHHIO Kpac-
HOBATOTO I(BeTa H NpexPallleHHio BbiledeHHs GPOMHCTOrO BOAO-
pOAa, MPH 3TOM CMeCh NPHIIHMAET CBETJIO-XKEJATYIO OKPacKy. Io
OXJ2XKJIeHHH 10 KOMHATHOH TeMMCpaTypHl COMEpPKHMOe KONGDI
TPH pasa npombipator Boo# {no 100 .ua), edrpaausyvior 5%, -HbIM
PACTBOPOM  €IKOro Kasd 10 HeHTpalbHOM peakuHi 1a  KONro
(npuneyanxe 2) u cHoBa ABa¥kK/bl IPOMBIBAIOT Booil (1m0 50 41).
[Tocste BBICYIIMBAHIIS A/ NPOKATEHHDLIM CCPHOKHEADLIN HATPHEM II
OTTOHKI UeTBLIPEXXIOPHCTOTO YI1epold B BAKyyMe BOIOCIpYIHIOT:
HACOCA O0CTATOK IPH OXJA&KIEHHH KPHCTALIH3YeTCs (nplareyaie
3). Anga ouncTky BeumiecTBo  pactBopsaioT 8 200 a1 aueroHa, f0-
6asisioT 4 2 xusotuoro yrad, kunarar [0—15 munyr, orduib-
TPOBHIBAIOT M OCTOPOXKHC DPa30aBASIOT OJHHM JHTPOM XOJ01HOIL
BoAbl (npumeuadue 4). Boiaenummuiics Gejdoro uBera  ocaiok
OT(QUABTPOBLIBAIOT H BEICYIIMBAIOT Ha BO3Ayxe (mpHMeuanue 5H).
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Buxoa 19,3—19,5 2, uaun 72,5—73,2% TeoperHueCcKOro KoJau-
yecrBa; T. ma. 76—77° (npumeuanne 6).

MertuaoBbtit 5dup 4-XJ0PMETHI-5-GpoMMeTH/I(Y P aH-2-Kap-
sonopoil kueaotn, CgHgBrClOs, MOJ1. Bec 267,54 —06es10e KpUcTaJ-

IHUECKOE BeLIeCTBO, PacTBOPsioileecs B OGHUHBIX OPraHHYECKHX

DACTBOPUTC/IAX H HEPacTBODHMOE B BOJC.

Ilpumeyanusq

1. KauecTBO npHMeHACMOr0 MeTHI0BOrO 3Hpa 4-XITOPMETHI-
5-MeTH/(pypan-2-KAPOOHOBOH KHCJIOTH BJAHSCT HA TeMIeEparypy
fn.1apleHHd Mo/1yuaeMoro BellleCTsa: NPH NPHMeHCHHH Hel0CTaToq-
Ho uucTOro 3(QHpa TeMileparypa IJIaBleHHd TPOAYKTA Jaike
fnocile MOBTOPHOH NMepeKpUCTa/NIN3AlNNHH OKAa3KBaeTCH HixKe yKa-
3aHHOHl B TeKCTe.

9. Mpyu HeltTpaausaunn BOAHB ci10fi npHOGperaeT CBeTIO-
KPACHYIO OKPACKY; MOJKHCIeHHeM €107 COTAHOI KHCI0TOH BHIAC-
asioT Gedsoitnyio kueaory (r. mi 121—122°).

3. Ilpu stoM noJsyuaercs GecuBeTHHH TPOAYKT, naassi e
npu 70—72° ¢ 95%-HBM BHIXOAOM.

4. Tlpn ocamIeHHH NpoAykra npubasJciie BOIB  HYKHO
BOeCTH MELIEHHO C HenpepbiBHBIM pacTHpaHHeM 00pa3yiolHxes
KOMKOB CTeK.JIAHHOfI 11ATOUKOMH.

5. [lpw BbicVIIHBAHAN HA BO3MyXe, 4 TakikKe NPH JIHTEJIBHOM
XPaHEHHH HHOrZa HadTi01aeTcs OKpauliBaHUe 1IPOJIYKTa B CBET-
J0-PO30BbIH  11BET.

. TlonTOopHoe mepeoca leilye U3 aUETOHA NOBHIIACT TeMIIe-
paTypy naasdenns Beuecrsa o 79-—80°,  olmaro  mpOAYKT C
Tt 76—77 10CcTaTouHo qyeT LIS TadbHeHNICTO HCTIOTh30BAHUA
5 oenuTesax. Boavagornuiblx YOJAOBHSIX H3 METITOBOrQ  3dupa
+-OpoMMeTHHpYpa-2-kapBoroBOiT kie10Thl ¢ 82% -HbIn BLIXO0M
Sbi1 M0ayuer MeTH0BLI 3dup 4,5-6HC-dpoMyetapypan-2-kap-
ODHOBOA KHCJOTHL ¢ T. 1. 81—83".



Hpyrue cnocobu nonyyenus

Merunosstit 3¢Gup 4—xnopmemﬂ-5-6pomMemncpypaH-Q-Kap(’)o-
HOBOH KHCJIOTHL GBLT MOJIYYeH C XODOWIMM BBIXOLOM TOMbKO HO
IDHBE/IEHHOMY BbIIE CHOCOGY.

ABTOpaMH yCTAaHOBJIEHO, YTO 3TO BEelleCTBO MOMKET ObiThb
moayyeno ¢ 50%-HbIM BLIXOOM TaKiKe GPOMHPOBAHHEM METHJIO-
BOTO 3(Hpa 4-X710pMeTH-5-MeTHADYpak-2-Kap6OHOBOH KHCAOThE
N-6pOMCYKUHHHMUIOM B IPHCYTCTBHH NEePEKUCH OeH30H.1a.

4-METHJ1-2-OKCHMET HJITHA30J1

CHy—— N
i - n-CyHgli ——>
g
CHy——N CHy
I , - HCHO —

Mpegnoxnan: T, E. Usepcen, T. Jlaup
Hposepuan: M. Kpocemany, E. JI, Moyacen

Nonyuenmne

B noaysmutposyio tpexropayio Koy, cHa6KeHHYI0 Mewwad-
KufT, 1BYropJoft Hacalkofl /14 BBOIA 430Ta H TEPMOMeETpa H Ka-

neabHON BOPOHKUH ¢ TPYGKOH, ypaBuuBaloulel 1asicHue, npony-

CKAWOT Tok CyXoro 430Ta (npumeuanuc }).

Koraa

BO3AYyX U3

3%



annaparypsl BHITCCHEH CYyXHM a30TOM, uepes KanelbHylo BOPOHKY,
He Mpekpalias Nponyckadue TOKa 430Td, NPHUJAHBAIOT PacTsop
(0,21 moast) u-6yrwiantusa B npuMepro 200 sa aGcosoTHOro
sdupa (npuMeuadne 2).

KonBy oxnamxaalor cyXuM JbJOM H, KOrjga Temmeparypa B
peaklHOHHOM KoJI0e CHHIKAeTCd 10 —75°, npu 3HEPTrHUHOM mepe-
MeIMMBAHKH NPUKANKIBAIOT B Teuelie yaca pacrsop 19,8 ¢ (0,2
Mosi) 4-MeTwatHasona (cm. crp. 43) B 50 a4 cyxoro scupa,
[101epKHBasi TCMIEPATYPY CMECH HHXKE —T70°.

Q6pasyerca CBETJI0-KeAThill PacTBop (npumMeuanune 3), Ko-
TOpbI MEpeMeNHBaIoT elle Yac NpH —75°. 3aMeHAIOT Kamnelb-
HYIO BODOHKY Koa6o0il aia (pakuHOHHPOBAHHSA C IUHPOKHM
GOKOBBIM OTBOZOM (IAHaMeTpom 12 MM), KOHel KOTOpOro Iiaxo-
AWTCSA TIPHMEPHO Ha 1 cM Bblilie IOBEPXHOCTH PeaKUHOHHOM CMECH.
B sty koualy nomemator 15 e (0,5 mons) napadopMaabaerina
(npHMeuanne 4) W HArpeBaloT ee B MAC.IAHOH OaHe NpH TEMnepa-
Type Ganu 200—220°. Beaencrsue eno.anMepusanun oGpasyerci
razoo6pasuptil HopMaliblernl, KOTOPbHT HENOCPECTBEHHO Mepe-
XOJHT B PeaKUHOHHYW KoaGy, Kyld He NpeKpallanT uojpaqy
ciaboro Toka asora. [IpH 3ToM camech 3HepruyHO NepeMelHBa-
ercs 11 3QdeKTHsHo oxJaxkiaacreda. Beck npouecc 3aHHMaer 15—
20 MunyT M 3a 9T0 BpeMs TCMIIepaTypa MOMKET NHOBBICHTHCA 10
—60". B noabe cpasy ke BblaescTCst GCADHT 0CaLO0K.

PeakioHHy0 cMech MpU NepeMeliHBaAHHI OCTABIAT CTOATh
B OnTaAraonel Gane ra nous (16—20 vacos), Ha caeayrouu
AeHbL TeMmepaTypa AoXoAKT lpnd.ausnreinto 10 —20°. Kpacho-
BATYIO CM€CH NIt BHCILIHEM OX.JTaMKIACKIH OCTOPCIKTO THINOIN3Y-
T 123 4.1 4N coTslioil  KHEJIOTLL,  OTIeTsI0T  BOAHBI CT0H, d
oprannuecsii axctparupyvior 4N coJAstHON KHCIOTOM ABANILL [0
25 M1y 3aTeM upoapinaioT 25 4.l noant (Apnsevande 5).

CoelnHeHHble KpACHO-KOpHUHEBbie KHCJALIC DKCTPAKTHI HO1-
IeNauHBaOT e1KHM HATPOM 10 CHJIBHO LICJOUHOM  peaKUHIL
NEepeHOCAT B »KCTPAKTOp HerpepuisHoro jJedcreus (cM, «Cunresb
FeTepOUHKAMYECKHX COeuHeHdi», 1, cTp. 55) 1t 3KCTparupyroor
16—20 uacos xJgopodopmom (npumeuanne 6). [lo oxonuanun
OTACIAOT XJI0POGOPMHBIIA C10{ 1t BRICYIIHBAIOT HAL MpOKA/1eH-
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ueiM KapGoHaToM Kamus. PacrBopuTelb OTTOHMAIOT M3 KOJ OB,
cHABKEHHON BHICOKOH KOJOHKOH; CHauada mnpH aTmochepHoM
aBjleHun, 4 B KOHlle B BaKyyMe sozxocrpyiiHoro Hacoca. Ocra-
TOK NEperoHsoT B Bakyyme, cobupad (pakuMIo, KHIAWYIO NpH
124—127°/10 mm; nf  1,5480—1,5495.

Brixon 19,.3—24.8 2, uau 75,0—96,5% teoperHuecKoro KoJsu-
gecTBa.

4-MeTia-2-oxkcameruaruasod, CsH/NOS, moa. mec 129,11—
GeclBETHOE MAC/0 C LIEeNPHATHBM 3aNaxoM, ¢ T. KHIL 124°/9 mm.
n%  1,5502 [2], pacTBopuMOe B OOBIUHBIN OPrAHUMECKHX pACTBO-
DHTCJAX, B BOMe I KHUCJIOTAX.

lNpumevanus

1. Annapartypa JojxkHa GbiTp COBEpIUEHHO CYXOii, He <oJep-
sKamedt Baaru arMocdepnl i Kuciopol. A3OT 1pONyCKaloT nocie-
10BATeJIbHO Yepe3 CHMPTOBLIH DACTBOD MHPOratdiaoad H KOJNOHKY
¢ THAPOOKUCLIO KaJusl,

2. Pekomenpyercst OPHMEUSTDL cpekenpurotos el (-0y-
THaaAntuii [1], KOTOPBI [OJydAlOT HEMOCPEACTBEHHO — neped
yIoTPeOaeHHEM 1 [epe/laBinBaioT a30TOM B KANEIbllylo BOPOHKY.
VeranosJaeHo, UTO JUMCHEPTHPOBAHHE  Pacl1asieHHOTo .INTiHs B
napaduHOBOM Macde B TOKe a30Ta, C UOCICIYIOMMM TPOMBIBE-
fileM JIHTpONHOM Yjo0Iee, uen mapesbinalie JUTHA 1a MeldKie
KVCOUKIL

3. Cpemcneperattpii +-MeTnaITHazor 1dcT  1paKTHueCKH
GecHBeTHLT PACTBOP JIMTHH 1POH3BOANOLO  (eCa TeMmepaTypa
HOLICPKHBACTCS HIDKE =707y, oaHako orpacka pacrBopa Or
AREATOFO /10 OPAHKEBOTO IBeTA CYILECTRCHIO e BAISCT 11 BhiXOIL.

4. TTapadopaaipIcril HpeInapHTeIbHo BLICYHHIBAIOT 1§ Bd-
KVYME Hal [THOKAChIO (ocdopa.

5. BrigedcHue npojvKTa peakuHi MOAHO OOJICTUNTL MpeiBa-
puTeIBHOM Puabrpalteil H36LITKA napapopMaibleryia.

6. MoxHo 0GOfiTHCh (Gea HEMpepoIBHOR 3KCTpakiiu, Tpex-
KpaTHoe B30agTLBAIe  XA0pOQOPMOM  Ho 25 #i1 naer 24 ¢
sacsTa. feperonkail KoToparo moayuaor ¢ cpeiues 9.3 o koteu-
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HOTO NpoAykTa. [lonosnuTe/bHas 3KCTPAKUHsl elle IBYMSL MOpP-
UHSIMH XJ0pohopMa aaer elile OKOJIO | & BeutecTna.

Ilpyrue criocoGbl moJy4enus

Kpome npusegenHoro Metoda [2], (KOTOpHIHA 6pla npHMeHel

TakxKe JJIs NOJYyYeHHS 2-OKCHMeTHATHa30Ja), 4-MeTH/-2-0KCHMe-
THATHA30, OBl NCJAydeH THAPOJH3OM NPOAYKTa, NOJAYyYeHHOIro
neperpynnupoBkofl  N-okHcH-2,4-IHMeTHITHA300a B yKCycHOM
anruapuge [3] 4 ruapoausom 4-MeTH/-2-6eH30HIOKCHMETHATHA-

3

i
2
3
4

5

ona [4] nan 4-Merun-2-anerokcurHasona [5].

- R.G. Jones, H. Gilman, ,Organic Reactions*, 6, 352 (1951).

. P E. Jversen, 1. Land, Acta Chem. Scand, 20, 2649 (1966).

. H. J. Andersen. D. J. Barnes, Z. M. Khan, Can. J. Chem. 42,2375 (1964).
. D. J. Brown. A. H. Cook. I. Heilbron, }. Chem. Soc. (1949) S. 106.

- B. M. Muxatbiaos. B.IT. Bponosuyrast, XOX 27, 726 (1956).

4-METHJITHA30J

HCONH, i P,Sg —> HCSNH,

i CicH,
He ~ C=CHy —> CHJH_——‘?
St 0 s

Mpeanoxums: Il. E. Hsepcen, T'. Jlang
[Tposepunn: A. Ceunnur, T. B. Jduxencen

NMonyuenue

B Jmtposylo Tpexropaylo koafy, CHaOKeHHYyH 00paTHLIM
XONOIMJBHUKOM, Kane/JbHOH BOPOHKOH M MOWHOH MewaJskoil
(npumeuanne 1), nomemator 60 e (0,27 mo.151) mopowkoo6pasHo-
ro maTucepuucroro docdopa, 260 ma Gensona (npumeuanue 2)
u 60 x4 (1,5 Moas) q)opMaMHné. B kaneapHyr BOpOHKY NOMella-
10T pactsop 81 x4 (1 Moab) xnopauerona (npumedarie 3) b
50 ma Geuzosa W 3—5 MA ITOTO PacTBOpa NPH MepeMelIHBAIN
NPUAMBAIOT B PCAKIHOHHYIO Kaady.

Peakuust naysiiaercss npu  cjaaboM HarpeBaHHM KOZMOLL i1a
3aKPLITO# 9JEKTPHUSCKON NJHTKe. [lanee ee yMepeHHOE TeueHIc
MOAAEPHKHBAIOT PEry,JHPOBAHNEM PHTOKA PAaCTBOpPA XJI0PALETOHA
B npogoaxemic 1,5--2 yacos Ges uarpesanus. [lo okouuaiui
pudaB/Iennst, 1ic nepecTaBas nepemMelinBaTb, KHIATIT 2—3uacan
nocae OXJaXKIeNnsl K TeMIO-KOpPHUIeBok peakuHoumol cuecu
upansator 200 a2 BoAbl, XOPOUIO nePeMelliHBaIoT, 0TAe15I0T Gen-
304BHBI €011 (npumMedadne 4) W IKCTPArupyioT ero Jsa paid
2N comstiol Kieaotod, nopiusiatg no 50 ava. Coeunennbie Bojl-
Hble HKCTPAKTL XTOPTHAPATI OCTOPOAIO HOIIEe 14 THBAIOT 150 e
CIKOTO KA (UpHMCHaHRE D) M IKCTPArnpyloT 9(pHupoM; cHayala
200 ma, a 3atem 3 pasa no 100 a1, QUPHBIL pacTBOp BhICYII-
BAIOT Ha] €KUM Kaau (npumeuanue 6) u ¢uaprpytor. Pacrsopu-
Tedb OTCOHSIFOT H3 KOJAGBI, cHabxeHHOI BBICOKOA KOJIOHKOMH, a
OCTATOK Neperolsior NpH  aTmocdeprnoM napiedud, cobupast
Pppakumo, kumsiwyo npu 130—135% nf) 1,56195—1,5205 (npume-

yande 7).
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Buixon 55,5—61,8 2, WJIH 56,0—62,3% TEOPCTHUECKOTO KOJIH-
yecrBa (npuMeuanue 8).

4-Metuaruaszon, C4HsNS, Mo, Bec 99,1 5—GecuBeTHOR Mac-
;1006pa3Hoe BellecTso ¢ T. Kull 132,9°/770 mm, ng 1, 5215 [1],
XOPOIIO PacTBOPHMOE B OOBIUHEIX OPTAHHUECKHK pacTBOPUTEJAX,
KHCJOTAX M cJlerka pacTBopsiolleecs B Bole.

MpumeuaHusd

|. OnpiT TPOBOASIT B XOPOIIO [eHCTBYIOWEM  BBITAKHOM
wKkady. BBHAY HepaCTBOPHMOCTH X10pruipara B GensoJe o6pasy-
eTCsl BSI3KAs Macca, 3alepKuBalollasf JARVIKeHHEe MEUadKH.

2. B peakuHu uCnoJb30BaH GeH30J, He coaepzkaiit THOdC-
Ha. [IpuMeHeHHe TCXHHUECKOTO 0€H30/1a CHHIKAET Bhixon 40 30%
TEOPETHURCKOr0 KOJHUECTBA.

3. DbiIH NpuMeHeHbl NPOJAXKHbe XHMHUYECKH UHCTble MATI-
cepuucteit  ocdop, dopmaMul u TeXHHUECKHH XJOpaueToH.
[NoRTOpPHO NMeperHaHHHil XJI0paleTOH He NOBHIIAET BHIXOL. Bous-
woH 1u3BLToK nsaTHcepHucTtoro Gocdopa BhI3LBACT 06pasoBaHHC
CMOJUCTHIX BELIeCTB, CHH/KAIOHHX BHIXOT.

4. Tpy noBabaeHun BOAbl O6pPa3yeTcs MeIKhH TEMHO-KOPHY-
HCBBIT 0Ca10K. BhileseHne opraBuueckoro c;1os MO&KHO 00.1eMUHTD
(hHILTPALHCH PEAKILHOHHON CMeCH, 0JIHAKO 3TOT Npolece npoTerd-
¢T O4YeHb MeLJCIHIO.

5. EjKoe KaaH b rpanvaax  vioouee 108aBIITL depes oG-
PATIBI XOA0TWIBHIIK, TPHCOSLHHEUNDI K /IeIHTeILHOR BOPOUKE.
B cayuae npuyeHeHusi €1KOrD HaTpa 111 OXJAACICHIH BLLIEsI-
e1est Goablliofl HAGLITOK HCOPTAHHYCCKOro BElMeCTBA (OUEBILIHA.
<pocthar warplst), KOTOPHIT 3aTPY.HILeT IKCTPAKIHIO.

T 6. Ha rpany X eakoro Kad MoKReT 0caziTaThes ¢l o il -
sepa.

7. Bo n3fexkanue pasiIoweHs K KOHILY NCPCrOHKI IPHMCHS-
10T C71erka [OHHXKEeHHOe J1aBjeHnc. ITa Qpakius LOCTATOYHO
uycTa 148 nocdenyoiHx peakuuit [1]. Tlpn nosTopHo# nmeperod-
Ke noJyyaercs 4McThil 4-MeTHJITHA30 € T. KHIL 133,5—-134,5" 1
ny  1,5200, 0AHaKo MpOIECe COMPOBOAAALTCHA MMOTEPSIMHI I Npejle-
adax o 6Y%.
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8. W3 rososHoit dppakuwun ¢ T. kan. 40—130%, npu [IOBTOPHOM
nieperotke, BblaesseTCs elle 1,5—2 e peutecrsa. B ciayuae ncnodn-
aopamns 0,5 Moas XJopanetoHa BeIx0l 4-MeTw/ITHa30.1a COCTaB-
JsteT oKoso 62Y%. YBesuueHHe KOJiHeCTBA HCXORAHOTO NPOAYK-
Ta A0 2 ModJeii, BBHAY TPYAHOCTH [eDeMeUIHBAHHA peakuuolon
Macchl, CHiXKaeT BBIXO/L.

Jpyrue cnocofbi MOayueHHS

4-MeTuaTlia30a 6bl MOMydeH pa3IHuHON  MOIHOHKaiHei
MeToa [aHua, mpHBEAEHHOro Bhilll€. Peakuuio npono;inau B OCH-
zoae [1], amokcane [2, 3], adcOTIOTHOM 3TaHoI€ [4] wim Oes
pacteopureas [51

BeutecTso GblJA0 MOJNYYeHO TaK¥Ke BOCCTAHOBIEHHEM 4-MeTi.a-
tHazoMoHa-2 unHKoM [6, 7] H.4-MeTH1-2-X710DTHA30.1a  LHIKOM
B VKCcVCHOR kucioTe [8].

4-MeTH/THA3Z0J TIOJYUALTCs elile BOCCTAHOBJIEHHCM 4-MeTH-
9-1HA30lHHE-THA3014 B KHIALIEM 3Tano’le [9], aexkapGoxcuan-
poBanteM 4-MeTH/I-2-THA30KapOOHOBO KHCIOTLI [10], peakuueti
MEPKANTOAICTOIA ¢ LHAHKUCTBIM BO0PO10M H XJIODIHCTHIM BOJO-
poron [11] u oxmcienmem 4-MeTHI-2-MCDKANTOTHa30sa  nepe-
KHCBIO BO0PO:1a B HeliTpaauioi [12] wan kucaoit cpene [13].

P.E Jversen. H. Lund, Acta Chem. Scand. 20, 2649 (1966).

R. P Kurksy, E. V. Brown, J. Am. Chem. Soc. 74, 5778 (1952).

LR landley, E.F. G, Herington, ni. Azzero, J. Metzger, Bull. Soc.
Chim. France (1963) 1904.

1. L Clarke, S, Garin, J. A, Chem. Soc. 37, 1876 (1935).

LK. Gauaptai, Ao Venkataraman, Proc. tnd. Acad. Sci. 22, 362 (1945).

6. L. Arapides, Ann., 249, 7 (1838).
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n
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7.4 Hanrzseh, Ber. 60, 2537 (1927).
8. . Melcan, (i P, Muair, b Chem- Soc. (1112) 383
9. G. [Popp. Ann. 250. 273(1889}).

H. Kondo, F. Nagasawa, J. Pharm. Soc. Japan, 57, 249 (1937).

11. K. Miyatake, T. VYoshikawa, Japan Pat. 7926 (56); [C. A. 52,
146988 (1958)]

2. E. Ochiai, F. Nagasawa, Ber. 72, 1470 (1939).
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4-METHJI-2-THA3OJIHJIAT bAET UL

i i wCgH Lt ey i )
He CH HC CLi
s/ Ny
CH,G——N CH,C——N
! i =~ (CH),NCHO ——> ; p
HC o CLi ¢ CCHO
N g / s~

[Mpeaaowumu: T, E. Heepcew, T. Jlaun
Mpoeepuau: M. Kpocenaun, E. 1. TNoyacer

Moanyuenue

B noayautpoByic Tpexropayio Kosafy, CHaGKeHHYIO Mewasd-
KO, ABYrOpJ0ft HACAAKOH 1Jis BBOJZA a30Ta W TEPMOMETPA H Ka-
neJbHOH BOPOHKOH ¢ TPYGKOM, ypaBHuBaKOuWell JaB/leHHe, npo-
IYCKAIOT TOK a30Ta. Korja Bo3fyx MoJHOCTbIO BLITECHEH H3 KOIObL,
B Hee NpUaHBalOT pacTBop 0,21 mona H-GyTHIANTUS (cM. cTp. 41)
n npubimsnteanino 200 sz aGeonornoro sdupa.

Coaepxiyoe KOAGH CONJAKAAIOT CYXHM JIbAOM 10 —70° H
NpH 3HEPrAYHOM NEPEMeIHHBAHU H3 KaneabHoll BOPOHKH B Teye-
IIHe 4aca npu.auBaloT pactsop 19,8 2 (0,2 moan) 4-merwaruazona
(em. ¢Tp. 42) B 50 a2 aGcoatoTHOrO 5PHPH, TAK, UTOOH TeMme-
parypa nepsasace Hume —7¢°,

[oayuenrrit npospaunelii cBerT10-Ke b pactsop {(mnpuaic-
“aHHe 1) 1epeMCUIHBAIT npy TeMIepaType —75° el OMHH MaC i
He TepecTaBas SHCPTHYLUO TepeMetliBaTy H 2(hhekTHBHO OXTa-
aTh, TPUIHBAOT B OAHIT NpueM pacTtBop 25 are (0,3 moan) cpe-
ALTEPErHAallHoro AuMeTH IGopMamuia (npumeuase 2) g 10--
20 ma abeomoritoro adupa (upuicuanue 3). lpu stom ofpazy-
eTCsl GeIblit 0Ca10K. 3aTeM PCaKiHOHHYIO CMECh nepeMeUIHBaKwT B
ox/laxnaomen GSave 18—20 wacos. Ha caexyioumnit Jeds remne-
parypa B kolle nosbuuaercs npumepHo o —20°.
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Csech NPH BHEIEM OXJAMACHHH OCTOPOKIO THAPOJHIYIOT
195 s 4N confHOil KHCJAOTH, OTAe/SIIOT BOJHBIA CJ0fi, Opraiti-
yecKH—aBa pasa IKCTParupyioT 4N coNgHoR KHCa0Toi. mo 26 ata.
CoeMHEHHBI]T BOANBIE pacTBOD MNOAENAYHBAIOT KapOoHATOM
KaJus, B3ATHIM C U3OBITKOM, A0 CHJIBHO WIEJOYHOH pEAKIMUM U
sxerparupytor cnavana 200 x4, a 3ateM 3 pasa no 100 ma adupa.
I¢dupHBl PacTROp BLICYMINBAIOT Hald NDPOKAIEHHBIM CydbpaToM
HATPUS, OTTCHAIOT PACTBOPHTEb ¥3 KOJOH, cRaBXKeHHON BbICOKOI
koNouKof {20 cat), H TEMIO-OKPalLleHUblH PacTBOP neperoudioT B
BakyyMe, coOupast ¢paKuHIO, KUISLIyO 1pH 72—78°/10 mu; nf,’
1,5530—1,5540 (npumeuanue 4}).

Bruixon 20,5—20,7 2, nan 80,6-—81,4% Teoperuueckoro xo/u-
4ECTRA. .

4-Mernn-2-tvazoannansierust, CsHsNOS, moa. Bec 127,16—
CJIETKA JKeJTOBATOE MACa0 ¢ T. KYM. 75,5—76°/11 mm, n% 1,5580,
3aTBepieBalIlee B XOJOAWIbHHKe. Beniectso ob.a1afaer xapak-
TOPHBIM HEMpPUATHLIM 3aN1aXOM, PACTBOPHMO B OOBIUHLIX OpraHi-
eCKHX PACTBOPHTE.ISX, B KMCJIOTAX 13 TONLKO CJAeTKa B BOME.

MpuMmevanus

1. Ceexenepernanubiii 4-MeTHATHA30 JaeT NPaKTHYECKH
OecUBCTUBI pacTBop JHTHH [POH3BOJAHOIOG (eCIM TeMneparypa
NOIEPARNBATACH K - -70%), 0IHAKO OKpacKa pacTBOPA OT Aie.1-
TOTD 40 OPAHAKCBOIO [BETa CYMICCTBEHHO He BJMfeT f1a BhIXO/1.

2. Heno1b30BARHDIT 1POTAXKHEHT JIMETHAGOPMaMIL CBEKE-
nepertan (1. ki 3879 sat).

3. Tesmnepatypa peakltHONKOR  CMCCH Ha KOPOTKOC —BpeMy
MOACT NOBLICITLUY 10 HPHOJTHAHTEILI0 - 807, 110 o1t cnosa wont -
AacTs

o Nammienne ppeMenn peakinu 10 45 4AcoB NPAKTIUCCKIL
He OTpakacTes Ha BLIXOJE. AHAJOTHUHBIM 06pa3oM He MeHsiCTCA
pesyaLTaT, eC/li H3MEHWTD MOPALOK TPHOABIEHHS—K OXJ14 4 10H-
HOMY S(BUDHOMY DacTBOPY  IHMCTHADOPMAMIIA  OpiLTHTb 1101
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JaBJEHHEM a30Ta OXJAXKCHHbIT 3QupHBI pactBop 4-MeTHa-2-
THA30/MHTJIUTHSA.

Jpyrue cnoco6ul MOayYeHus

Kpome npupejteniioro Buiwe Metoga [1], 4-MeTHITHA30THI-
anbIerHa GBI MO.TyyeH O30HOIH3OM H NOCAENYIOWMM  KATAJH-
THYECKHM BOCCTAHOBJICHHEM 4-MeTHJI-Z-CTupuiaTHasoaa [2], mero-
Aom Mak ®@anuen-CrueHca pasjomenueM xapGoHATOM HaTpus
1-penuncyapdonnaruipasuia 4-MeTHJI-5-Tra30.11.1Ka p 6OHOBOI
KHCAOTH [3], OKHC/IEHHEM COOTBEICTBYIOWIErD METHJ- HJH OKCH-
METHANPOU3BONHOTO ABYOKMChIO ceeHa [1] u okucaenuem Guxpo-
MATOM HaTPUSi OKCHMETHJNPOU3BOIHOTO [4].

Onucannnbiii soie MeTod Obl1 OpHUMeHeH  1s noJyyeHus
2-THa30/11abAETH A, 9-MeTHI-2-THA30MuaNbAerula, a TaKKe
N-MmeTua- n N-Gen3u.1-2-HMu 123011121 b €T H 0B [1]

1. P. E. Iversen, H. Lund, Acta Chen. Scand. 20, 2649 (1966).

2. H. Kondo, F. Nagasawa, J. Pharm. Soc, Japan, 57, 249 (1937).

3. E. Campaigne, R. .. Thompson, J. E. Van Werth, J. Med. Pharm. Cheuw.
1, BT7(1959); IC. A. 54, 22574¢ (1960)].

1. H. J. Andersen, D.J. Barncs, Z. M. Khan, Can. I. Chem. 42, 2375 (1964)

2-(n--METOKCHBEH3HJAMHUHO) MTHPHAHH

N,

CH o</~\\ crio - ik ) Hcoon——
3 _) 1 2 §N/

—— N
CH30</ >CH2NH|\\N/“ 1:0 - CO,

Iposepuan: M, A, Hpansn, A, C, Azapan

Moayuenne

B moaynurpoByo KpyrJIOLoHHYO Koaby, cHaGXKeHHY BOLO-
oTpenuTeNeM H Oo6paTHBIM  XOJMOAHABHHKOM, nomewaor 40,8 e
(0,3 monst) n-meTokcuGersadnieruga (npuMevanne 1), 28,2 e
(0,3 Moss) 2-amunonupuanHa u 150 sa abGcomorHoro Gensosta.
CMech XMNATAT Ha BO3AywWHON GaHe B TeueHHe 3 4acop (mpume-
uaHge 2). 3aTteM yZanasioT BO3AYUIHyio 0aHIO, CHUMAIOT BOJ0OT-
JequTeNb, PeaKUHGHHYI0 Koafy coelunsiorT ¢ 0G6paTHbIM X040«
AHJIBHHKOM M K ellle ropsiueMy PacTBopy, 4epes BEPXHHMIT KOHeLl
XO.TOAH/IbIHKA, H3 Kalle/iblIOH BOPOIKH OCTOPOKIO MPHKAIBIBAIOT
32,5 2 (0,6 moas) 85%-1oli MypaBBUIOI KHCAOTHE (MprEMeuagHe
3). ITo okoHuaHun peaxkuMOHHYIO CMech KHuATAT eite 20 4acos,
OTTOHAIOT GeH30.1 i H3OLITOK MYPaBBHHOI KHCJIOTHL B BakyyMme
BOJOCTPYIIHOrO HACOCA W OCTaTOK NEperoHslOT B BaKyyme, cofu-
past dpakumo, Kunsmywo npn 182—I184°/1 wa.  TIpoaykr npu
CTOSTHILH I\'pIICT(’lJIJI['[3)"ETC5{; €ro  neperpHCTaTIN3OBLIBAIOT 3
150 w2 meranoaa.

Boixo1 46,8—47.5 ¢, win 72,9--73,99 TCOPETIMECKOTO KO.II!-
gecrsa, 1. 1. 120—121°.

2- (-Merokcubensutamuno) muprnr, CisHysN,O, moa. nec
214,27 —6enoe kpuCTaNMIuUecKoe BellecTBO, OTPAHWYEHHO pacr-
BOpHMOe B 3Qlipe, GeH30J¢, CIUPTe W HepaCTBOPUMOE B BOJE.
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IMpamMeuanun

1. m-MerokcuGensanbaerus ¢ 60—65 % -HbIM BBIXO10M TpOBe-
PslOMIMe NOIYyYaaIu cleayioluuM o6pa3oMm: cMech 31,3 e (0,2 Mmousi)
I-MeTOKCHOEeH3UIX10pHaa, 56 & (0,4 Moss) yporponuna u 100 s
50%-HOl YKCYCHOfi KHCJIOTH KHNATSAT B TeUeHHe 3 YacCOB. 3aTeM
MpH/IHBalOT 65 M4 KOHUEHTDHPOBAHHON COISHOW KHCJOTH, KHIIS-
Tst ellle 20 MUHYT U SKCTPATUpPYIOT 3GUPOM. DDUDPHHI IKCTPAKT
TIPOMBIBAIOT BOJOH, pacTBOPOM NOTaWia Y IOC/TIe OTTOHKH pacrBo-
puTesst 0CTaToK HeperoHAloT B BakyyMe. T. kum. 102—1047/1 .

2. Harpesamue npojosizKakT /10 TeX NOp NOKA YpOBeHp BHI-
JeJeHHOH B BOXOOTHENHTeNe BOIK He CTAHOBUTCS IOCTOSHHBIM.
‘O6nuEO 3TOT Npounecc mpojo/Kaercs 2,53 waca.

3. Ilpu stom npoucxoaut GypHOe BEIAeNEHHE YIJIEKHUCIOTO
rasa. Ilpouecc npuiuBanus MypaBbHHON KHCIOTH MPOAOJIKAETCH
10—I15 wmuHyT.

Ipyrue cnocoGbl NMoJy4eHus

2- (n-MeTOKcHGeH3HTAMHHO) IUPUAKH GbLT NOJyUeH Harpe-
‘BaHyeM CMeCH AHHCOBOTO albJerHiia, 2-aMUHONHpDHAMHA H 6e3-
BOAHONH MypaBbuHON KuCIOTH [1]. DToT npoaykr motyuen rakxe
BOCCTaHOBJIEHHEM 2- (I-MeTOKCHOeH3H/TH AeHaMUII0) IHPUAHHA HAT-
pUeM B aMuJ0BOM cuupre [2].

Ilpusenennas Boiure nponuch pazpaboTaHa HA OCHOBe pabo-
1o Yuun6abuna u Kuynanua [1].

d. A E. Yuwubabun, H. JI. Kuyuany, Ber., 64 B. 2839 (1931).
2. A Fuank, J. P. Fournza«, Bull. Soc. Chim., 9, 806 (1942).

2-(n-METOKCHBEH3MJ1)-4,6-THOKCUITUPUMHUIIHH

cr130</ >CH2CN — C,H,0H - HC]—»CH30< \>CH C//\oc ; -HCI
p— 419

cH,0f \CH o Mhc N, -cn, o< >CH c/ -HCl +-C,H,0H
OC4f, __“ ““NH,

C,;H50Na
CH o< >CH c// \HCI 4 CH(COOC,Hy); ——>
— “NH,

CH30</ >CH2. OH . 2C,H;OH + HCI

Mpepaoxuan:  A. A. Apesan, P. I'. Memk-Orau-
LKAHAH
Mposepuin: T. P. Oscensn, JI. A, Tpuropsan

NMoanyuenune

Xaopeudpar 6YTUA0R020 UMUHCIPUPA N-METOKCUDeHULYKCYC-
#otl KucaoTot. B momyaHTpOBYIO KPYIVIONOHHYIO KOJ0Y, cHAbXKeH-
HYIO Ta3onpuBOasiilel TpyOKoH, noxonsAulell 10 n1HA KOJOH, NoMe-
wawor 44,1 e (0,3 Mous) N-MeToKcH(eHUI2NETORUTpUAA (DpHMe-
yande 1), 22,2 2 (0,3 mosst) H-GYTHJIOBOrO CHHPTA H HpPONYCKAIOT
TOK CYyXOTQ XJiOpHCTOTO BOJOpPOXA XO HACHIILEHHS (mpHMeuyaHHe
2). 3areM OCTaBJAIOT DU KOMHATHON TeMIeparype B TeyeHHe
24 vacos. K o6pasopaBmiuMess kpucramiaMm pobasiasior 100 a.
40CO/JIIOTHOTO ALETOHA, OTGH/JIBTPOBHIBAIOT, ABAXKIHB I1POMBIBAIOT
a0COMIOTHBIM a1eTOHOM (10 15 M4) U BBICYIIMBAIOT B BaKyyM-
sKcukarope. Brixox xJoprugpara  GyTHIOBOrO HUMHHO3(BHpa
N-MeTOKCH(EHUNYKCYCHON KHCAOTH ¢ T. /1. 109—110° cocrapaser
43,5—45,0 ¢, u1u 56,3—58,29, Teoperuueckoro Ko/Hyecrsa (MpHU-
MeyaHHe 3).

Xaopeudpar n-meroxcupenurayeramuduna. B  moayaurpo-
BYIO KDYIVIONOHHYIO KOJ0y, CHa0XeHHYI  Tra3onpHBoAsmefl
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TpyOKO#, foxoAdmel 10 AHA KOJIOH, NOMEIAoT 25,7 ¢ (0,1 moasy
XJOprupaTa GYyTHIOBOTO HMUHOIPUP2 0-MeTOKCH(EHHIYKCYCHOM
Kucaothl, 200 #4 GyTHI0BOrO CHHPTA W NPONYCKAIOT TOK aMMHAKa
[0 MOJIHOrO pacTBOpenns ocajKa (npuMeyanue 4). 3aTreM OTIOHA-
10T JOocyxa OyTHJIOBBIN CIHPT B BaKyyMe BojocTpyitnoro nacoca. K
TBepAOMY ocTaTKy HpuauBaior 100 s aGCOMIOTHOTrO aueTOHA B
oThHILTPOBBIBAIOT, JABAXKJH I[POMBIBAIOT HA duapTpe 50 Ma
aGCOMIOTHOTO aleTOHA M BBICYIIMBAIOT B BaKyyM-sKcukatope. Bei-
X0Ji XJOpruapara n-MeTOKCH(peHnIaneTaMuuHa ¢ 1. I 129—
130° cocrasaser 17,9—18,1 &, nan 89,5—90,59% TeopeTHYECKOr®
KosanyecTsa (npuMedaHue 5).

2-(n-Merokcubensuan)-4,6-duoxkcunupumudun. B tpexropayio
KPYIVIOLOHHYI0 KOJIG6Y eMKOCThIOo 250 M., CHAGXKeHHYIO MeLIaJKoH
H 06pPaTHBHIM XOJIOAHJBHHKOM C XJOPKa/JbIlHEBOHl TPYOKOH, MOMe-
mator 100 a4 aOCOMIOTHOrO 3THJIOBOTO CHOHPTA M HeOOJbLIMMMI
KycoukaMu poGasasior 6,9 2 (0,3 r-at) MeTa/JIHYeCKOro HATPHUS.
3aTeM K MOJYYEHHOMY AJKOroJfATy HpH NepeCMEMHBAHMK NPHGAB-
aswor 16 e (0,1 moas) ™atonosoro sbupa w 20 2 (0,1 Moasn)
xJoprujgpata N-metokcudennaaneramuguna. CMech HarpesBawT
na BOASHON Game B TeYeHHe 7—8 Yacos, OTLOHAIOT 60-—70 M2
3Tanogaa, jpobapasor 100 x4 BOABI ¥ NpH OXJIaXKjaeHHU NOJKHCIA-
0T KOHHEHTPHPOBAHHON COJMAHOM KHCJIOTOH [0 KHCJAOH peakuun
Ha KoHro. OfpasoBaBliHecss KPHCTAJIBl OTCACHIBAIOT, AEBAXK bl
NpOMBIBAIOT BOJAOH u cymiar npu 100—105°.

Brixox npopykra 21,8—21,9 2, nan 93,9—94,4% Tteoperu-
YeCKOro KOJHYecTsa; T. mi. 286—287°,

2- (n-Metokcu6ensui)-4,6-guokcunupumugun, CiaHoNoOs, moa.

Bec 232,24—0GecnBeTHoe KpUCTAJIIHYECKOE BellleCTBO, HepacT-
BOPHMOE B BOJE H B OOBIYHBIX OPraHMYeCKHX pacTBOPHTENAX.

INpumMeuanusn

l. n-MertokcudeHnaaneTORUTPU/ CHHTE3HPOBAH B3aHMOjeil-
CTBHEM NI-MeTOKCHOEH3WIX/IOpHAa ¢ LHAHACTEIM HAaTpHeM B Cpele
aGCOMIOTHOrO AaneToHa B TNPHCYTCTBHM HEGOJBIIOTO KOJIHYECTBA
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jlogucroro natpusa. Brixog 75—80%, 1. xuIL 122—123/3 mm
{1, 21

9 Hacpinenne Ajaurcs okoso 15 muHyT. 3a 310 Bpems pac-
TBOD CTAHOBHTCS TEMHO-(QHOJIETOBBIM i B pe3y/bTare SK30TEpMA-
yeCKOH peaKuM# pa3orpepaercs.

3. AunaJjorgynbiM 06pa3oM H3 JAPYruX n-aJKOKCHOeH3RAnMa-
SIHI0B W GYTAHOTA C TAKHMH XK€ BHIXOJaMH MOXKXHO CHHTE3HPOBATH
XJOPTHIPaTH 6yTHIOBBIX HMHHOI(HPOB  OCTAJIPHBIX  I-aJKOKCH-
DennayKcycHsIX Kucaor. Ilpm Mcrodp3oBanMm BMECTO GyTaHOsIa
JIPyTHX NEPBHYHBIX CHHPTOB (METaHOJ, STAHOL HJIH IponaHo.I)
f10/1y4aloTCsl  XJIOPTHAPATHl  COOTBETCTBYIOLIAX HMHHO3)HDOB,
OlHAKO OHH HEyCTOHUHBHI.

4. B Hayasje mponyckaHus aMMHaka Ipoucxoaut GypHOe
o6pasoBanne 0CajaKa, KOTOPHIA B JanbHEHIIEM B TeueHHe 20 Mu-
HYT pacTBOPsETCH.

5. Ilpu BBICymIHBaHHM NPOAYKTA Ha BO3JyXe Temnieparypa
nlasiIeHus cHHKaercs no 93—95°, nosToMy ero ciaeiyer XpaHuTb
B BAKyyM-I9KCHKaTOpe.

Jpyrue cnocoObl MOJyYeHHA

2-(n-MeToKcuGeH3uia) -4,6- tHOKCHIHPUMUIHH [OJAYHed TOMb-
X0 1O NpHBeJeHHOMy Bhiule cnococy [3].

1. K. Popue, M. Jdxconcon, P. Famuneron, T. Teaunckuil, -CHHTe3E OpTaHy-
yeckux mnpenmapatos, M. HWJI, 8, 32(1958).
9. A. JI Mudwosan, A. A, Apoan, T. P. Oscenan, Uz, AH ApmCCP, XH, 14,

157 (1961).
3. A. A. Apoan, P. . Meaux-Ozandsncanan, Apm. xum. x., 20, 314 (1967).



4- K 6-HUTPOIPAMHHHI

, NO:; )
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H

Mposepnau: I, JI, Tlanasn, J1. C. aician

MMoayuenune

B Tpexropiyilo KpyraoxoHHyio k0/a6y enkoctbio 150 a1,
CHAO/KeHHYI0 MeIUAJKOH, XONOZMABHHKOM M XaNedbHOIl BODOH-
Kkoil, nomemator 8,7 2 (0,05 monst) rpamuna (cnm, «CHHTE3Bl TeTe-
POLHKIHUECKUX COeIHHEHHEY, 4, ¢Tp. 46), pacTBopennoro 5 40 .
Je1AHOH YKCYCHo# kueaorsl. K cmecn npu temnepatype 10° 8
Tedenue 15 MHHYT TMPHKANBIBAKT 8 Ma  a30THOE  KHCJAOTLI
(d=137) B 12 sa Jeasuoil yKCyCHO® KHCJOTBL Y ZansioT GaHo
€O Th1OM 1 CMeCh OCTABASIOT NPH KOMHATHON TeMnepartype 12
yacoB. Ocam,eHRYIO colb (HUTPAT) CaecH 4- H G-HHTPOr PaMHIids
OT(IILTPOBBIBAIOT, HPOMBIBAIOT 2—3 pa3a afcogdlOTHBIM CHID-
TON, nopuMaMH 1m0 20 ma xaxkpas. B QuasTpar APHIUBAIOT
300 11 abeomoThoro s¢upa (npuMedarnie 1). Bumasmiil ocajiox
OTPIIBTPOBLIBAIOT K HIPOMBIBAIOT IBAK bl 25COTIOTHBI 3(HpON.
O0wni Boixon coctavaer 7,0—7,7 ¢, nan 50,0—355,0% reope-
THYCCKOTO KOJIHYCCTBA.

Adast noayuenns ocnoBaHmit HHETPOTPAMHHOB VKA3alHHOE K-
SJHHMECTBO - COMH pacTsopsioT 5 100 aet Tendaofi  BOMW 11 K-
4T ¢ 0,5 ¢ 2KTHBHPOBANIONO yr.as. Orduautposaiubii pactsoy
noc.Ie oxvaKaedus noguleaaunsaiot 50—70 iua KOHLEHTPUPOBAH-
HOTO pacreBopa aMmuaka. IlodydeHnmil ocaick, cocTOsiM 13
CMecH 4- ¥ G-HHTPOTPAMMHOB, OT(HWILTPOBLBAIOT U TPHIK bi
IPOMBIBAIOT XOJOAION BOJAOH, nopunanu 1o 20 s4 xaxgad. [laa
Pa31eremst H30MeTPoB  0can0k  pacisopioT s 50 s 509 -noi
o4

YKCYCHOH KHCJIOTBI H 100aBASIIOT pa3baBaeHiIblit BOAHLIIL aMMHAaK
o pH=8 (npumeuanne 2). Buigeausmnuiics 6-IHTpOrpanMui
(pHIBTPYIOT, HPOMBIBAKT BOAOH U BTODHYHO DPacTBOPSIIOT B TOM
Ke KOJIH4YeCTBe DA30aBJAEHHON YKCYCHOH KHCAOTHI ¢ nocjeayo-
LM Tepeocari el HeM BOAHBIM aMMHAKOM (mpHMeyaline 3).

Boicywennuiii na sosayxe 6-HMTpOTpaMul Becur 3,6—3,7 ¢,
i 66,0—68,1% rcopernueckoro KOJNHYeCTBa, CYMTAd Ha coJlb.
Kpucranaw xentoro usera, 1. mi. 178—179°. Dunbrpath M3 mep-
BOTO M BTOPOrG  ocaxkAeHnst 6-HHTPOTPAMUHOB MOZIIEaYHBAIOT
KOHUEHTPHPOBAHHHIM DPACTBOPOM €KOTO HATpd. Bruleauswuiics
4-uMTpOrpamuI OT(UILTPOBHIBAIOT, NPOMBIBAIOT BOJIOH H BhHI-
CYUIHBAIOT.

Beixog 1,0—1,3 ¢, wanm 20—25%. T. mu. 128—129°,

4- u 6-Hurporpamuusi, CitH13N3Os, Mo, Bec 219,25 — ea-
TOTO 1BeTa KpHCTaLIMueckie BellecTsa. PacTBopsioTes B cinpre,
MeTaHoae, JuMeTnApopMamite, aueTone. Hepactopumpl b adu-
pe, GeH3o.ae n BOJe.

Mpumeuanus

Lo Ilas noayuchust 10ucaunTelbH0M0 koanIecTsa Coan pai-
OaBsente GUILTPATA AGCOTIOTHLIM cnuptom [l] naer smaum-
TEILIO Merbliee KOANYECTBO COTH, MM NPH NPUMENenHn 46¢0-
JHOTIOrO  yhupa,

2. HdpoGuce ocamaeune 4- y 6-HHTpOrpaMHHOB yAaeTest
OCYLWECTBHTL, BCIETCTBHE O0O0JbLICH OCHOBHOCTY 6-miTporpazima
IO CpaBHeno ¢ JIPYTHM H30MEpoM.

3. Ilponeec neodxoausl 1ast aapnelimero orederHa H-in-
1POTPAMHIIL OT €ro H30Mepd, OCTAIIErOCH B pactiope.

Hpyrde cnocobbi noayuenus

4-Hurporpasinn  noayven n3 4-nntpounioaa 1o peariim
Mannuxa [2].

Hacrosutas upornces paspaGorana Ha ¢cHoge pagor Bepri
Certuma [17.
Lo G Berti, A. Da Settima, Garz., chim. ital., 90, 525 (1960).
2. Cunw Lu-u, 3uns-11I51, Acta chim. Sinica, 31, No. 5447 449 (1967)

PN, 1966, Ne 17 (1), & (241,
5>



2-HHTPOOYPAH

E j’ 1 HNO; - (CH,CO)0 — HI:'H .. CH,COOH
O N
OgN OCCH3
O
~o~ | (nupuaun)  O2N o

O,N OCCH;,
0
Ipesnoxnan: K. K. BEHTCP,A . O. Jloas,

A, K. Befinbepr
Mposepuau: B. E. Banansy, M. T. Tpuropsn

MonyueHnue

B xpyriomoniylo Koiaby emkoctblo 150 m4, cHabxKeHHYI0
MEIaKoH ¢ 3aTBOPOM, TCDMOMETDPOM, KaneabHOH BOPOHKOH M
XJI0p Ka/ableBoit Tpy6xol, nomematnot 42,5 2 (0,42 Moas) yxeyc-
HOrO aHTMAPHAZ M MeJIeHHO MpH nepeMellHBAaHUN U OXJIaXKIEHHH
(remnepatypa B kosi6e or 0 go +5°) u3 KameJbHOH BOPOHKH
npuGasasior 9,45 2 (0,15 mMoas) AbiMsAiledl a30THOH KHUCHOTHI
(ya. Bec 1,51), (npumeuanne 1), HuTpyoumyo cMmech oxnaxiaoT
10 —30° 4 N0 KamiaM npd XOpolleM NnepeMemHBaHuH NpHOaBis-
o7 pactBop 6,8 2 (0,1 roas) ¢ypana (npuveuanue 2) B 13,6 2
(0,13 Moms) ykcycmoro aHrwipuga (TeMIeparTypy peaxuUHOHHOI

cMecH noaicpiKusaioT B npeledax or —25 go —30°). Tlocae
3TOTO0 CMCCb BRLAEPHKHBAIOT npH TOH XKe TeMmeparype elle
Teuere Yaca I BulAMBAIOT NPH  fepemetnnBaHuy na 600 e

H3MeIbyeHHOTO Jbla. [lpo1oazkas mepeMcuniBanye, MOCTEIIEHHO,
npu temneparype ne soime 10°, npubasasior pactsop 40 e eakoro
natpus B 120 w4 Boam (npumeuaive 3) M OPOJAYKT HHTPOBaHHsH
SKCTParupyor a¢dupom (ogux pa3 150 a4 u 3 pasa no 100 ma),
npubannsior 20 M4 nupuauaa, SQupHBLIL  pacTBOD  cylaT Hal
Ge3BOJHBIM CePHOKHCJIbIM MarHieM B Tedenue 24 uacos, (QHJbT-
pyior, xo6apastior 0.5 2 MOUEBHIIL, PACTBOPHTEL I M30bITOK MHPH-
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JHHa OTTOHSIIOT Ma BOAsHOH Oane (TeMmneparypa BOJISIHOH G aHit
He Boime 35—40°) B BakyyMme BojlocTpyfiHoro Hacoca (mpu 12—
17/mm) u OCTATOK B KO/MOe MeperoHsior ¢ BOASIHBIM TMapoM (KO-
JAMYECTBO AMCTHANSATA oKoso 300 aa). JIHCTHIJIAT SKCTPArHpYIOT
s¢hupom (3 pasa no 50 ma), 3¢up OTTOHAIOT, K MACIAHUCTOMY
ocafKy R06aBJIsioT 2 MA JNeATHOH BOAbL H OCTABJSIOT KpucraJ-
JM30BaTLCS [0 CJeIyiolero AHs B XOJoJH/JbHHKe NMPH TeMmepa-
Type ot 0 no +5°. Kpucraisuyeckuti ocasok oT(huIbTPOBLIBAIOT,
NPOMBIBAIOT HEOOJILIIHM KOJAHUECTBOM JelslIoH BOABl # cywiaT
Ha BO3JyXe NpH Temncparype 18—20° 8 3aluUIeHHOM OT CBeTa
MecTe.

Buixog 2-uurpodypana 7,6--8,3 2, uau 67,2—73,09, Teope-
THuecKoro xosdmuectsa. T. ma. 28—29° (npumeuanue 4).

2-Hurpodypan, C4HsNOs, moa. Bec 113,07—cBeryio-xkearoe
KpHcTalJHyecKoe BELLeCTBO, PacTBOPHMOE B 0OLIYIILIX opraHuie-
CKHX pacTBOpPHTEIsIX. '

MpuMeuannd

1. Pcakius npoBojuTcs B Ge3BOAHBIX ycaoBUsx. Ilpu cme-
{IHBaHHH YKCYCHOrOQ aHTHAPHIA ¢ A30THOM KHCAOTOM Bbife/1AeTrcs
3HAUYKTeJbHOe KOJMYeCTBO Tenda. JK30TeDMHUECKOH sBAAETCH
TAKXKC peakiust HUTpoBauHs ¢ypaHa. B xauecTse BHelIHEro ox-
JaWIaI0iLero  aredra U NMpoBeleHHs JaHHOTO CHHTE3a pexs-
\eHlyercs aleToH. Kk KOTopoMy 100aBafioT  COOTBCTCTBYIOMie®
KOJHUECTBO TBEPAOH YrAEKHCIOTH 11t NO11epAatind B peaKiid-
oHuoll konbe 3aJaHHON TeMIeparypol.

He nonycxaercs nOBBILCHUC TeMOEPATY bl HHTPYIOUICH cMecH
ppinte 107, TaK KaK 9TC MOXKET OpiBecTi K OypHOMY ee pasfmomxe-
HIH).

9. Mpumensnor PpypaH, OUINECHHLIT CIe Y101 00pa3on:
500 ma texuuueckoro pypana meperonsioT nag 50 ¢ eixoro nar-
pa, HPOMYycKasl uepe3 KOJOHKY IHaMeTpom 2 Cal, HAlOIHEeHIYo
100 2 okucu adiomunus {[[ crenelib aKTUBIOCTH) H OKOHYATAIbHO
HeperoisioT nax MeTaliudeckuM uatpueM. CoGupaoT dppakimo,
xunsmyvio npu 30--32°/760 s

57



3. pH peaxumounofi cMecu nocde npuGaBienus  IegOuI
J0KHO ObITh B upeienax 6,0—6,6.

4. CuHTe3HpPOBAHHBI 2-HUTPODYPAH M5t GOIBILIUHCTEA neJei
BNOJIHE YHCTHIH. B cayuae HEOGXOAMMOCTH €r0 MOMKHO OMHCTHTH
neperonkol s pakyyme (1. xun. 84°/13 mm [5]). Xpauutp 2-nut-
podypan peKoMeHAYeTC B XOJO0AU.IbHHKE,

Hpyrue cnocobui moayuenus

2-Hutpodypan 6b1  moayuen Mapxu [1, 2] u Cacaxu [3]
HWTpoBaHMem (ypata B cpeie YKCYCHOTO aHTHIPHAA.

2-Hutpodypan nonyuen ¢ HeGOMbIIMM BLNOIOM TAKIKE HHI-
poBaHuem (ypaHa cosmu HuTpoHus [4], 2-pypankapBoHoBOIT
KHCT0TH  [5] u 2-anerundypana [3], JLEKAPOOKCUIHPOBAHHEM
N-HUTPO-2-hypanKapGOHOBON KHCIOTH [6] u narpesatiem 5-mur-
PO-2-XJI0pMepKYPUDYPaua ¢ coafHON KHCI0TOL [7].

[Ipusenennan suiwe nponuck paszpalotana K. K. Beurepon,
A O Jloas, A K. Befingeprou [8].

1 R. Marquis, C. r., 132, 140 (1901,

2. R Marquis, Ann. Chum, .87, 4, 196 (1€05).

3. 1. Sasaki, Bull. Inst. Chenr. Rescarch, Kyoto Unncr., 33, 39 (1955

GO Olak, S. Kuhn, A, Mlinko, J. Chem. Soc., 4257 (1956).

Ao J. Rinkes, Rec. Trav. Chim., 49, 1169 (1930)

6 1. J. Rinkes, Ree, Trav. Chim., 50, 590 (1931).

7. /{. (iilman, (. F. Wright, J. Ami. Chen. Soc., 55 3302 (1933).

R K. K. Bewrep, 7. 0. Joas, 4. K. BeanFenz. W.pectns A1 TatsCCP (s
newatiu).

N-OKHCb 3THJIOBOIO 3dHPA H3OHUKOTHHOBOA KHCJIOThI

/c\oocgm /(rogﬁg
z ~
ool CHCOOH  H.0, —> [ ||
(NS NN

0

posepran: O, JI, Mugxonn, O. E. Tacnapsn

MoayueHnune

B 10ayauTpoBylo KPYIMOAGHHYIO TPEXIOpJayio KoaGy, cHal-
JKEHHYIO MellaJxkoH, o6paTHHIM XOJ0AMABHHKOM H TEPMOMETPOM,
nomewatot 15,1 e (0,1 mosst) cpeXeneperuanioro 3THIOBOIO
3¢upa HIOHHKOTHHOBOH KHCA0TH {cM. «CHHTE3Ll TeTepOUHKIH-
yeckHX coenuHenuii», 7, crp. 18), 13,6 2 30—35%-uoro mepriri-
poas (npunmeuanne 1) u 66 2 (1,1 mMo.1s1) nensinoit yKCyCioR Kite-
AoTel. CMech Npu HCMPEpPbIBHOM NepeMellBaHi HarpeBalr B
teyenwe 10 12 wvacos npu 75—80° (B cvecn) (ipumcuanne 2).
[To oxoHYaHHH HarpeBalns PeAKUHOHHYI0 CMeCh KOHHEHTPHPYIOT
B pakyyMe upH 12 —15/um octatodroro  aapJienlis, [10HIEM s
remneparypy B cmecn o 55— 60"

[Mocae  oxaaxmaenus x ocratky Aobasasor 20 ant Bo/nt 1
HO.IHeNauHBAIOT KapGonatoM Hatpust o pH 89, satem I1sawk-
bl IKCTPArHPVIOT XaopodopyoM, nopuuami o 100 s kamiiast,
OTroBstioT XJ10p0GOPM M OCTATOK HePEronsiorT B kukyvyme. T Kul.
N-0ok1CH 9THIOBOTO  3()UpPa  HN3OHHKOTHHOBOI Kuclorhl  [42--
145°%1 e cupivevanne 3).

Boixo1 13.8 14,2 ¢, win 82,6—850% Teopetiicckoro Ko.Iit-
ueeTnd. BelrecTso nocie HEperoikn 3aKpHCTATBIOBHBACTCH 1
wiaBuTest upn 66-—67".

N-Oxiicb  3TWJ0BOrO  3PHpa  HIOHHKOTHHOBON  KHCIOTLL,
CsHoNO;. no.1. Bec 167,17-—Genoe ur1ooGpasnoe, KpHCTaLTHUE-
CKOe BelecTBO, .IeTKO  pacTBopuMoe B xaopodopiye u OGen3odac,
TPVAHO—B 3pupe 1 B nmeTpotefinom s3dupe.



MpumeuaHus

1. YKa3aHHBIe KOHUEHTPAUHW Neprulpos Heo6XolHMo cob-
monath, Hpu paGore ¢ pa3baBJeHHHMH pacTBOPaMH NePruapoas
peakiHs MPaKTHUECKH He OCYIIecTBAfeTCH.

2. Ilpu paboTe cJjelyeT cOGJMIOLATb BCE MEPDLI NPELOCTOPORK-
HOCTH, HeOOXoMMble npy notyuenns N-okucell amunos {cm. «Cun-
Te3bl reTepOUHKIHYECKUX coeqnbenni», 5, cTp. 37).

3. BemectBo MOXHO BbLAeJUTh TakXe Oe3 MeperOHKH,
MOCKOJbKY NOCJE MOJHOrO VAajeHHs Xjaopodopma O0CTaToK 3a-
KPHCTAJ/IH30BbIBACTCS.

IO pyrue cmocoGnl MOJAyueHHS

N-OxkHch 3TH/I0BOr0 3pHpa H3OHHKOTHHOBOH KHCJAOTH Oblia
nojlydeHa M3 STHJIOBOTO 3>(pHpa H30HHKOTHHOBOH KHCJIOTH C
OOMOLLbI0 HAAGCH30HHON xuciaoTel [1], screpuduunupoBanuem
N-oxHCH H30OHHKOTHHOBOH KUCAOTH 3TaHoMoM [2], a TakxKe oKHC-
JeHHeM 3THJI0BOTO 3(QHDA H30HHKOTHHOBOH KucIoTH 30 % -HOI
fIePeKHCbI0 BOAOPO/JA B PacTBOpe JeJsHOM YKCYCHON KHCJAOTDLr
[3, 4]. IlpuBenennas sbiuie MPONHch OCHOBAaHA Ha paBorax Kart-
punxoro ¥ IHumuuy.

1. J. Meisenbeimer, I Stotz, Ber., §8, 2334 (1425).

2. T. Takahshi, K. Kariyoncn, Chem. Pharm. Bult. (Tokyo), 8 1106 (1960)
[C. A.. 55, 24741e (19G1)].

3. 4 R. Katrisky, J. Chem. Soc. 2404 (1956).

LMo Shimiza, ). Pharm. Soc. lapan, 72, 14741 (1932) [CA. 47, 8077 (1953)]

3-OKCH-3(2-OKCUMHHO) MPOMHJ-2-0KCHHAON

OH
N ,, (CaHg),NH 22 P _ .
i i =0 . CH,CCH; ———> CHy—C—CH,
L -0 ‘ -0 i
NN ‘ XN 0
H O H
OH
{ “"‘———I]—(,H;—C—CHs
SN N e
It
OH
CH,COONa 7 N —CH, —Cc—c,
H,NOH. HCI — | | o ;
D N NOH

I

[Tpogep.tan: . A, Mapkapan, P. C. Bananu,
JI. E. Acuarpss

Moanyuenue

3-Ayeronu.a-3-oxcu-2-0kciundos. B autposylo Kpyraoiomiyio
K00y, cHaGKeHHYIO Mewa.1kol, 00paTHEM XOJIOIHJIBHHKOM 11 Ka-
redbloi Bopotkoi, nomemaior 500 xma auerona u 147 2 (1 Mvoan)
noatpHa (npumeuanne 1). K nepeMemunBaeMoii CyClUeH3HH UpH
KoMIIaTIIOk TexMmneparype mplidan.aaor 50 sma gasTuaaMyna, Hauu-
HAETCH HK30TEPMIMecKan Peakulis, NPOTEKAuas ¢ pacTRopenil-
©M OCA1Ka H CMCCH OKDAILIBAeTcst B TeMHO-3eqaeHblil uger. llepe-
MEMBAIIC EPOIODKAIOT ¢LIe 5,0 —6 yacoB, IPH 3TOM BbLIIAJaCT
o0 IHHLIT ocatok. Cyecn ganTpylor, QGuapTpart mepenocar »
HePeronnyio Kooy, claGaeniyi WHRPOKIA KIUILLIIPONM 1f PACT-
BOPRTEIL VOELIOT B BaKyyMe BolocTpyiiHoro nacoca. Ocaiox
APHCOEINISIOT K (MLILTPY, PACTHPAIOT C ABYMS TOPIHAAMH BO/LI,
no 200—250 i1 kaxaasl, (HILTPYIOT, TPOMBIBAIOT Ha (IIbTpe
X0J0aHbIM ameronoM (10—12°) u cymart. BplXop Beniecrna ¢
T. 1. 168—169° cocrasasier 168,0-—173,0 &, unun 82,0—84,4%
TEOPETIIeCKOre KonmeceTna (mpuseuanie 2).
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3-Orcu-3(2'-oxcumuno)nponur-2-oxcundor. B aByxautpo-
BYI0 KpYIJ0oJoHHYI0 KOJIOy, CHaOXEHHYIO Meuiankoil, o6patHeiM
XOMOIM.IBHKKOM H KameasHOll BOpPOHKON, IOMeUlaloT pacTBop
102,5 2 (0,5 mous1) 3-anetoHnn-3-okcu-2-okcuHgoaa B 650 .z
ropavero stanoJa. [Ipu nepememuBanun npubGasiasiior 39 ¢ (0,56
MOJISE)  CONSHOKMCIOTO THApokcHaaMuua B 300 a2 Boaw H 66
(0,8 moas) anerata Hatpus B 300 a4 Boanl. Cwech nepeMeurt-
BalOT Npy KOMHATHOH TemMepaType B TCYEHHe 4Yaca, 3aTem Ha
BOJAHOM GaHe B BaKyyM€ BOJOCTPYHHOTO HACOCA yHAJSIIOT CIHPT.
Ocazok oTOUIBTPOBHIBAIOT U CyWIAT.

Brixon npoaykra ¢ 1. nui. 180—181° (npuMeyanue 3) cocras-
asier 88,0—94,0 2, unu 80,0—85,5% TeopeTHYECKOrO KOJAMYECTBA.

3-Oken-3  (2-0OKCHMUHO)  NPONMA-2-OKCHHAO.I, MOJ. Bec
220,23—n0polIOK C KeJTOBATHIM OTTEHKOM, PACTBOPHMEIIT B
CIIUPTaX M TOpsived BOJE, NAOXO—B XOJOTHOH BOIC,

NMpumevanuns

. Boll npuMeHer nponaHbIH H3aTUHH.

2. BewtecTBo noJyuaercs 10CTATOUHO YHCTHM M ero MOMKHO
B JaJbHedmieM MCNOJb30BATh (€3 1pelBapHTE.IbHON OUMCTKIL

3. MHorna BeliecTBo noJyuaercs i ¢ 60.lee HH3KO{I TeMIle-
PATYPOIl MAABJEHHS, €0 MOXKHO NepeKpHeTa L IH30BATh H3 BOMBI,
IIPA 3TOM BBIXOJL HECKOJBKO CHHXdeTcst (Ha 4—89%).

Hpyrue crnocobu moayyeHus

3-OKeH-3(2'-0KCHMHIO) TPONUT-2-0KCH I 100 TIOJAVHEH  TOTbKO
VIHCAHHBIM BbUIlE NeTOROM, pa3pabotamibeiy Baiitos # ®pauxan-
1
HOM'.,

LGOS Frankling A0 Co Wite, ). Chem. Soc., 1333 (1903).

6-OKCH-8-HUTPOXHUHOJIUH

Rt HoS O AS:0 C“'JO'/\\/\\

]//\” e __)52 ° I ” i

. ‘ NN

N0 Gals(OH), \N(/)!\\/
NH,

CH_,,()'/\”/\I S0, i;()}//\”/\'

XN\ AN AN

NO N0,

[Ipoeepinn: B. E. Banaaau, T. P. Axousiu

6-Merorcu-8-uuTpoxunoaun. B KpyLJIOAONIVIO YETHPEXIOp-
V10 KOJA6Y eMKOCTBIO 2 JIMTPA, CHAOXKEHHYIO TepMOMETpPOM, Me-
LIATKOH, KaneJdbHOH BOPOHKOH I/I-'OﬁpaTHbIM XO0.I0AHJABHEHKOM, T10-
vewaror 1425 ¢ (0,62 moust) MbilibIKOBOro aurvapuaa, 200 e
(1.19 mouast) 3-unTpo-4-aMuKOaHH30aa {npuMmevanne 1) n 438 o
(348 m.1) Geasosnoro ranuepura. Ipu sddertusHom nepemelln-
BAIMH 13 Kaneabloi BOPOHKH MeAnenHo B Teyenue 15—20 MuuyT
100aBAg10T 115 ma KONUEHTPUPOBAHHON CePUOR  KHCJAOTH (V]
sec 1,84). Ilpn sTom Temnepatypa B konbe NopbiniaeTcss 40 60--
70 . :

UOpaTibtl XOJT01HIbIHK 3aMEHSIOT THCXOTAUIMM, VAAJINOT
MENLLTKY H CMeCh MeaJento narpesarT no 100° npu ocTaTOYIIOM
Aasaennn 20 s o orronku okedao 90 ma sean. [Tocae storo
COBA NPHCOCTHUAIOT MeNIaIKY I 00paTibil XOJA0LTBIK, CO-
JEPAKHNVOE KOJIGD JLOBOTIT 10 ¢IaG0r0  KHIEHHst [t 1pl flepeMe-
HEEBAIE TPHOABIIOT B Tedenne 2 yacon 85 i1 KOHILEHTPHPO-
Bannoit cepiofl KnCTorul,  CMech  0CTaBIHOT [ HOUL UPH KOM-
HATHOT TeMIePaTYpe.  0CTOPOXKIO  pu3barimor 500 a1 BoiLl H
NPpH MOMEIIHBANIM  BLHIHBAIOT BB CMech,  cocTosmyio nz 650 .
KOHLRHTPHPOBANLIOro aMMiiaka (ya. sec 0,90) u 1000 ¢ koaoT0r0
abda. IMoayyennvio rycryio mMacey (QpuiIsTpyloT, HpOMbIBaloT oca-
J0K 4 pasa Bolod, nepuustMu no 250 ma kaxpad. Ocagok nepe-
HOCAT B 2-HTPOBLIL CTAKAM H THIATEIBIO HePeTupaloT ¢ 1 .2 Me-
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THJIOBOTO CMAPTa, TOBTOPHB 3Ty npoteaypy eie pas. [Toryuatot
919,0—223.8 2 (90—92%) KpHCTAMIHIECKOTO TNPORYKTA, KOTO-
pBIfi Moc/Ie BbICYIUMBAHMSI Ha BO3AYXe pPacTHPAIOT B MOPOLIOK II
3KeTparupyor |0-KpaTHEM KOJHUeCTBOM (110 00BbeMy) KUMNsIULero
auxiopstana (npuMeuanse 2). OTQnAbTPOBBIBAIOT H BBICYLIHBA-
0T Ha Bo3jyxe. BbiXo4 Npoaykra, OKpalleHHOTO B Pbi2KeBATO-KO-
puuieBbiit user, ¢ T. na. 161—162 cocraBaser 182,5—1946 ¢
wiu 75,0—80,0% TeopeTnueckoro KoJguuecrBa (npuMedaide 3).

6-OKcu-8-HuTpOXuHOAUK. B JMTPORYIO KPYINONOHHYI0 KONOY,
CHAGXKeIHYI TepMOMeTpOM M 00PAaTHLIM XOJOAUTBHHKOM, TO-
memator 190 2 (0,93 moas) 6-MeroxcH-8-HUTPOXHHOJIMIIA H OPH
noMeluBaHul Ao0aBasioT 960 ma oxJaxjgeHuol o 5—10° 65%-
lo#t cepriofl KucIOTE. PactBop kunarst upu 140—145° B tevenne
72 4acoB, 3aTeM 1aloT oxJanuTthesl 1o 60° (npumedanue 4) H Bii-
BAOT IIpH NOMEUIMBAHHH B CTAKAH, cojep:KauHi 2 JuTpa Jejs-
HON Bonbi. B cycneHsuio g00aB/JSIOT PacTBOpP aMMuaxka A0 jia-
6o wenounoit peakuun (pH 7,6—8,0), orduabTpoBHBAIOT H TPO-
MbIBaloT Ocafiok 3—4 pasa BogoH, nopuusamu no 100 ma. Cyxoi
OCAJlOK MepeHOCaT B KOJIOY M IKCTPaTUPYIOT D-KPaTHHM 0ObeMoM
KUIIIILEro AMXJI0pITaHa (npuMevanue 2), Brixox ceiporo npo-
JAYKTa ¢ T, 11, 225—226° 144,9—152,0 2 (82—86%). Hast ouncrki
pactBopstoT B 30-KpatHOM o0beMe KHNSAIEero ageToHa n PudL-
TpyIoT. PuanTpar YnapPHBAIoT A0CYXA B BaKyyMe BOOOCTPYI:IOrO
HACOCA H CHOBd JKCTPATHPYIOT O-KPATHHIM 00LEMOM  KHIIAUIOTD
JHXJ0pITaHA,

Brrxoa uncroro npoaykra, niassuerocs npu 232-—233 co-
crasisiet 127,2—136,1 ¢, wan 72,0—77,0% Teoperu4eckoro Ke. x-
ecTBA,

6-Oxcu-8-mnrpoxuuoant, ColsN,Os, moit. Bec 190,16—1c K0~
KPHCTALTHYECKIT HOPOWOK ¢1a00-3€1e110r0 UBeTa, PACTBOPHM ©
MUPIAHIE, TPV AHOPACTBOPHN B anCTOIIC.

Mpumeuanusn

1. TlpumensiioT TexHUYeCkui 3-HUTPO-4-aMHENOAHK304 ¢ T. M.
124—126°.
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2. DKCTPAKUHIO Jyullle TPOBOAHTb B KPYIJIOAOHHOH Kouale,
cHaGXKeHHOH MelaIkod U oOpaTHHIM XOJOAHJIBHUKOM.

3. 6-MeToxcH-8-HHTPOXHHOMHE TOJYUeH ABTOPAMH MOAHDIH-
xKangued Meroda, paspadorannoro CTpyxoBnM [2].

4. Oxnaxgente mpke 60° Bbi3bIBAET KPUCTANIUZAMUIO TIPO-
AYKTA.

Jpyrie cnocofsl noaydeHus

6-Oxcu-8-HHTPOXHITONHH OBl mOJydeH  Je3THIHPOBATIHEM
6-5TOKCH-8-HHTPOXHHOIHIIA cepHoll KuctoTol [3]. Beuecrso mo-
Jy4YeHO clle AeMeTHIHPOBAHHEM 6-MeTOKCH-8-HUTPOXHHOMHHA
65%-Ho#lt cepnoit u 48%-Hoil GPOMUCTOBOLOPOAIION KHCAOTaMM
[1], a Taxxke AeMeriiiHpoBaHHeM cMechio 42Y;-noli GpoMmucToBO-
A0PoAHON M yKcycHoll kucaoT J[4].

ITpuBenennas sbiule npofiuck paspaBoTana Mopranon
Tuncounom [1] 1ia ocione pabor Maruicona u Ctpyxosa [3].

1. M. 8. -Morgan, R. S. Tipson, ]., Am. Chem. Soc. 68, 1569 (1946).
2. H. T. Cmpyxos, IpoM. opr. xum., 4, 523 (1937).

3. O. Yu. Magidson, |. Th. Strukov, Arch. Pharm. 271, 359 (1833).
4. R T Fuson, R. A Bauman, ). Org. Chem., 12, 799 (1947).



2-(3-OKCHATHAAMUHO) HMHIA30J HH-2 HOJTHJIPAT
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“C--NHCH,CH,0H  CH,SH
CH, NH/ -HI

Mpoeepittt: T, P, Oscensin, A. E. Ecasu,

Moayuenne

N,N"-Jrusenruosonesuna. B noiyluTpoByio KpyraoaoHHylo
ko10y nomemaor 32,6 ¢ (0,5 mosas) 929%-Horo aTuleHgHaMHEA,
70 m.1 sTunoBoro cuupra # 70 a1 Bodel (npuMedanme 1). Koady
COCAUHSIOT ¢ 9QPexTHBHBIM  OOPATHBIM  XOJONHIBHUKOM H H3
Kane/bHOH BOPOHKH Yepe3 BePXHIl KOHel X0J0IHJIbHHKA MeAJeH-
HO {IPHIHBAIOT 4—5 MA Cepoyr1epona, BpeMs oT BPCMCHH BCTPS-
XnBad koJa0y (nmpuMcuanke 2). Kuk T0gdbKo peakilust HayuHaeTCs,
KoJIOy HArpeBaloT Ha BOASHOH GaHe ¢ TeMIepaTypoil BoAw HE
poiitle 60° u mpoaoakarot gobGapienne  OCTAABIOTO  KOJHYECTR:
cepoyriepofia (Beero 45,5 e, 0,6 noast), 11a uro Tpefyercst 0KOJ0
2 yacos. 3a 370 BpeMS TCMNEPATYPY GAHY AOBOAT 10 KIHCHIS I
HATPeBaioT cMech eWe 0nl yac, 3arteMm [ 100aBasior 4 44 Kou-
[eHTPHPOBAHHON COJNHOH KHCJOTH 1 HATPEBAHNUC NPOIOTKAIOT
botedenine 9—10 vacop. Cuech oXI1aKAAIOT JefsHION  BOJOI,
BRIACTHEIIHACH HPOAYKT OTCACHIBAIOT M IPOMBIBAIOT 11d (QHALTPE
X0IGAHBIM  aueTonoM (00 —60 a.2). Brixom 35,5--37.0 e, wau
69,5—72,4% TteopeTnueckoro koanuectsa. T. mr. 196--197" (npu-
Meuatne 3).

66

2-Meruamepranrousudasorun-2 tgodeudpar. B KpyraomoH-
11y10 Koa0y emkocTbio 250 ma nomemnator 10,2 e (0,1 moas) N,N'-
stunentaomMouesuiibl, 17 2 (0,12 momst) foauctoro metnaa, 30 ma
4CCOJIIOTHOTO 3TAHOAA, KOJAOY COeAHISAIOT ¢ O0paTHBIM XOJOAH/Ib-
HHKOM H CMeCh KHIATAT Ha BoastHoi GaHe 4-—5 uacos. Ilpu cros-
#un B TedeHue [0—12 yacos BrNagalr CJAcCrKa KeJTOBaTHie
KpHCTaasl. ITpOAyKT OTCACHIBAIOT M NpoMbBalOT Ha  (GHABTpE
aGcoatrornbiM vpupon (2 pasa no 20 xa). Brixox cocTaBaser
21,56—22,5 ¢, nau 88,1—-92,2% reopeTuieckoro xoauuecTsa; T. M.
142--143°.

2-(3-Okcustunanuno)unudazosun-2 Lodeudpar. B asyrop-
<IVio KpyriomohHylo  kol6y, eMkocTeio 250 wa, cHAGXKEHNYI)
MellaJKo# U o6paTiubiM X0oA0QH/IbIHKOM, noMemaroT 12,2 2 (0,05
MoJs) 2-MeTRAMEDKAaNTo-2-UMUa30auit Holraapara, 3,2 2 (0,05
MOJIS1) MOHOITAHOJAAMHHA, 75 MA .Cyxoro xsopodopma H IpH
TepeMellldBaHui HarpeBaroT Ha BOoAsHON 6aHe 4—5 yacos. Cmech
OCTaBJgI0T CTOATh NPH KOMHATHON TeMuepatype 10—12 uacos.
Bbiiapiiee B 0cazok BeleCTBO OTCACHBAIOT, 1POMMBAIOT a6CO-
-1oTIbIM 3¢upom (30 M) M BHCYHIMBAKOT B BaKyyM-3KCHKaTOpe.

Boixon 11,3—12,2 e, unu 87,9—94,99 TeopeTHUecKOro KoaH-
yectBa. T. ni. 101—102° (npumeuanue 4).

2-(8-OxcnatiiiaMuHO) uMaRasonuH-2 fioaruapar, CsHia N3O,
Mo Bec 257,08—06enoe KpuCTalLIHYCCKOE BENIECTBO, PaCTBODH-
Moe B BOJe, B ropaueM CHHPTE, HEPACTBOPHMOE B OGBUNBIX Opra-
HHYCCKHX  PACTBOPUTENNX.

MpumMevanus

b Onbrr caeyeT mpoBoHTh B Xopoluo ACHCTBVIONCN B -
THAKHONM WKy

2. Ecan peasiury ge nauunaercs, ciegyer OCTOPOIKIO 11d-
TpeTh pedkinonnyio cyech a0 40350 temmepatypbr Gann. Tlpn
npHOABJIEHHH CePOyriepo1a Goabille YKA3aRHOr0 KOIHYeCTRa AN
VBCJIHUEHUH CKOPOCTH npubaBjieHHs OCTAJIBHOIO  KO.IMUeCTsa
HAaGJI0aeTCs PA3OrPCBAHIE  PEAKIHOHHON CMecH BMIOTh 110
GypHOro KHNemist W BHGpachiBanus cofepxumoro koGl Ilo-



3TOMY HEOOXOQHMO 3apaiiee MPHrOTOBHTL OXJAaXKAAIOUYIO GAHIO.

3. IlpoayKT DOCTATOYHO YHCT AMS HCNOMB30BAHIA B AAJbHell-
IHX CHHTe3ax.

4. ABTopel, pa3dpaGoTaBliKe NPUBEICHHBIH METOT (1], cunra-
0T NMOTYYEHHBIH NPOAYKT JOCTATOYHO YHCTHIM H B TAKOM BHIE
NPUMEHSIOT ero B AajbHeHAInX cuHTesax. IIpoBepsiolnne nepe-
KPHCTA/IJIH3OBbIBAIH NMPOAYKT peaKuHu U3 25 M1 aGCOMIOTHOrG
cnupra.  Boixoa nepekpHcTadau3oBaHHOrO 2-(B-oxcusTn1aMuIO)
HMH1a30HH-2 #oArnapata ¢ 1. na 110—111° cocrasaser 9,5—
10,0 2, wan 73,9—77,8Y% TeopeTHYecKOro KOaHYeCTRA,

Hpyrue cnocoGer moayucuus

2-(3-OKCHITHIAMHHO) UMHAA30,1HI-2 AOAruApaT NOJyded Ha
ocuose pador A. ®. Maks#, B. I'. T'attona u P. O, Bpayna [1] ¢
HeKOTOPBIMH M3MeHEIHAMH B NeTadsax.

1. A F. Mckay, W. G. Hatton, R. O. Brown, |. Am. Chent. Soc., 78, 6144
(1956).

OPOTOBAA KHUCIIOTA
(YPALUT-4-KAPBOHOBAS KHCJIOTA)

- CH;COOH

—

HC1

C,H;00CCOCH,CO0C,H; ~ H,NCONH,

NH—CO_

1 2C -CHCOOGH; + C3H;OH ; H,0
CO—NH

NH—CO KGH

| ‘C CHCOOC.H; + H,0 —=> HN ] ,
CO—NH” T 80, S i C2H:0H
o7 N

TIpeanoxuas: 0. 0. Maruacon, K. A. Uxuknanse
Iposepunu: A'E, Ecasm, A. C. Cyxkunacan

Monyueuue

5-(Kapbsrokcumeruauden)zudantoun. B Kpyraopouuywo de-
TLIpexropayio  koady emkocTblo 100 M4, cuaGiKeHHYIO Memad-
KOft ¢ 3aTBOPOM, OOPaTHEIM XOJOMHJIBHUKOM, T[a30npHBOAALILENH
TpyOKo# i TepMomerpoM, nomemaor 9 e (0,15 Moaa) MoyeBHHH,
282 ¢ (0,15 Moan) JAHITUIOBOrO 3(UPA  IABEIEBOYKCYCHOII
KHCAOTB  (upHMedatine 1) u 10 ma JTea9HOH YKCYCHOM KHCJOTHI.
Copepixayoe KoJ0u HATPEBAIOT, H KOTAA TEMIepaTypa JOCTHraeT
807, mpoNycKa10T TOK CYXOro XJI0PHCTOrO BOJI0OPOAA, HOAAEPHKHBAS
TeMUCPATYPY peaxiluonuoil Macceul b npefenax 95—100°, Braua-
¢ MOYCBHHa GuiCTPO PacTBOpsieTcs it NpHMeEpHO yepes 30 Munyt
TAUHHAET BHILAAATDL KpuUCTaLInueckit ocanos. Ilo  nerewemn
1,0 waca ¢ mavana BunaleHust 0Ca1Ka BOE MaACCa 3aKPHCTAMTNS0-
BHIBACTCSI,

[Tocne oxaazK1eHus KpHCTAMIUUCCKHI 0CANOK OTCACHIBAIOT,
TMIPOMBIBAIOT X0.10/(1101 BOAORA M BHICYIIHBAOT npyu 60—70°. Brixoa
14,1--16,3 2, naun 51,1—59,1% TeopeTuyeckoro Koauyecrsa; T. IUL.
188—189° (npumeuanue 2).
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Oporosaa Kucaora. B JHTPOBHIN XUMHYECKHE CTAK3H mOMe-
wawot 500 xa IN pacTBopa eaKOTO KaJu H IPH KOMHATHOH TeMme-
parype npubasasot 12,9 2 (0,07 mMoasa) 5-(kap63TOKCHMeTHIU-
Aeif)THAaHTONHA. 3aTeM CMech HAarpeBalmT Ha BOAAHONA GaHe mpi
60° B TeyeHue AByX yacos. BHayaje pacTBOp 3eneHeeT H no mepe
HarpeBaHud CTAHOBHTCsl OeCUBETHBIM H mpo3paudbiM. [lo ox.ax-
HEUH Deak! Moy cMech NOAKHCAA0T 35%-HBIM  pacTBopowm
cepHO#l KHeT0TH O0 pH 2, nepemelnuBaOT CTeKIAHHON NANOUKOI;
25-—30 MHHYT H BBIIABIIYIO B 0CAI0K OPOTOBYIO KHCJIOTY OTCACHI-
BAlOT.

Buixox 10,7—11,8 2, wau 87,8-—96,99, TeOPeTHYECKOTO KOJH-
decTBa (mpumeyanne 3).

Oporobas kucnora, C;HiNoOy - HyO, moa. Bec 174,12, KPH-
CTAJIH3YETCA C OOHOH MO.TeKy/jOH BOAB B BHAE GCCLBETHBIX
MPH3M W pasjaraercs npu 334-—347°, Tpyino pacTBopuma B

BOAEe U NPAKTHYECKH HEPACTBOpHMA B OB BLIUHBIX. OPraHNYeCcKH X

PAacTrROPHTEIAX.

Mpumeyanus

I, Bel1 npuMeHeH LISTUJAOBBIH  3¢lp LIABETeBOYKCYCHUIT
KUCIOTHL ¢ T. K. 95—96°/1 M, noayuennbiii o Bucinuenycy—
KOHJAeHcarefl AM3TUAOBOTO APHPA 1ABETCBON KHCJIOTH! C 3THJIA-
NeTATOM B NPHCYTCTBHH Tit1aTe HaTpus [1, 14].

2. 5-(KapOaTokcuMeTiLIAeH ) THAANTOHI, OeJoe KpHCTadd1-
UeCKOe BelleCTRO, TPYAii0 PACTBOPHMOE B BOJe Il NPAKTHYECKU He-

pACTBOPHMOE B OOBIYHLIX OPTaRMYECKHX pacTBopuTeasax. Erc

MOKHO TepPeKpHCTANMI30BLBATL H3 KHISHIell BOAbI, B3ATOH 1
cooTHowenun 1 : 17.

3. nOL'I.\f‘IEHHHH ()[)U'IUH&]}I KHCT0Ta (1HOT, 14 ObiBaer ()l([)illll(fi{;!
B kpemoBwiit uBer. [l1ag ofecuBeyuBauugd {ApaKTIMECKH 6c«
HOTEPb) OPOTOBYIO KHCAOTV pacTBopsiioT B 500 s IN pacTnop:r
eJKOro Hatpa, npubaB/fioT HECKOAbKO KPHCTALIOB nmepMAHTaHa-
Ta KaJausi, PUIbTPYIOT H NOIKMCASIOT NMPH OXJIAXKIACHUH BOAOML.

OpOTOBYIO KUCJIOTY MOIKHO MEPEKDHCTATIH30BLIBAT W3 BO-
Abl, B34TOlfl B cooTHowennu 1 : 140,
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Ilpyrue cnocobni mosyyeHus

OportoBas kucjora MoxeT OblTh HOJYYeHA u3 MOYEBHBLI 1

aumonnod [2] nau auetnaengnkapoonosoil [3] KucaoT AelcTBHU-

em oseyma. OnHcaHo TaKKe noayueHune 3TOH KHC/OTH H3 3THJIO-
Boro 5hapa MeTOKCHPYMAapOBOH KICIOTH H MOUEBHHBl AeHCTBHEN:
c1koro HaTtpa [4], Wau u3 MeTuoBoro sdupa o, 2’ - TAMETOKCH~
STHTA PHOI KHCJOTH U MOUeBHHBI JieHCTBHEM XJOPHCI10TO BOAOPOAa
[5], a TakxKe H3 MONOYPEHIA MAJeHHOBOH KHC/IOTH HJIH ee 3(H-
pa [6].

B naTeHTHOH AUTEPATYPE eCTh yKa3aHHe 0 (PepMeHTATHBHOM
criocofe moayyerds opotoBoil Kucaoter [7,8]-

Beeuep 1epBbIM NMOJYYHA 3TY KHCIOTY OMBUIeHneM 5-(Kap6-
ITOKCHMETH/IUAEH) THAARTONEA, CHUTE3NPORAHHBIM H3 MOYEBHHHI
11 1aBejeBOYKCYCHOro 3(upa JeiicTBiieM XIOPHCTOrO BOAOPOAA
[9]. B aagpHefiimeM 3TOT MeTod CbLT NPHMEHEH M YACTHUHO YJyy-
mern psizom asropos [10,11,12,13].

[lpuBefeHHan Bue nponuce pazpadorana Uxuxsapse, Ma-
riilcoHom [14].
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(1964)).
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TIMNEPUMIAMUI, 3-NUMETAIAMHUHOMETHJI-
5-METOKCHHUH0J1-2-KAPBOHOBOHR KHMCJIOTHI

AN a CH,CO0H
N Teooe >
NN 2005
H
CHO

I :ICN > C,H;OH

A~ CH .N(CH,),
7
’CHaol L/ \ HN(EH,),-He cH O ”’—‘|
\/\g S“I\__ CH,0,CH,0H \/\N
5 H

IMpennoxumu: T, J1. [lanasan, ', E. T'a6pueasn
ITposepuan: JI. C. Cancran, C. M. [lapTan

[Tonyuenue

Hunepuduaanud 5-merokcuundoa-2-kapbonosoti kucaoror. B
KpYIJO10HHYI0 K00y emMkocthio 100 ma, cHaGxkennvio o6paTHBIM
XOJI0AHIBHHKOM, noMewaioT 22 e (0,1 moaa) 3Tm1oBoro sgupa
5-METOKCHHHA0I-2-Ka pOoLOBOH KHcaoTbl {(npumedanye 1), 100 i
nunepiihna (npuMevaniie 2) " nocTeneHHo podasasiior 10 M.
Jiensanoil yKkcycnoit kuca1otel (npuMedatne 3). CsMech narpepator
Ha Ko.1doHarpesaTesle ApH c1aGOM KHICHHH ndnephINHa B Tede-
e 6—7 wacos, Ilo oxaazcaenint npuansator 150 a1 aGcomoTio-
ro shipa (npuameuarie 4) u B38aITLIBAIOT. Bhidedennbrii aMiL
OLPIIBTPOBLIBAIOT 11 2— 3 paza [poMbIBAIOT Ha (iabTpe aBGeo-
JoTb a(upoy, nopuursiatg no 20 aer. T, 111, BBlCyLIenoro aMu-
Aa 194—195". TlepekpucTaaausoBbiBalor ua cMecu 40 M2 cyXxoro
aueronia v 80 a1 abeoatotnoro sdupa. Beixox 20,0 2 (77,5%);
T. . 197—198° (npumevanue 5).

Munepuduramud 3-0umeTusanUHOMETUA-5-HeTOKCUUHOO2-2-
Kapborosod  KucaoTe. B Kpyriomonnyio Koty eMKOCTbIO

72

200 M, cHaO:KeHHYIO MEIIAJIKOH H XOJOAMJBITHKOM, MNOMeNaloT
129 2 (0,05 Mois) nunepyaMIAMHAA D-METOKCHHHAOJ-2-KapGo-
HOBO# KucioTsl, 4 2 (0,05 MOJs1) COMSIHOKHCIOro AUMEeTHJAaMHIIa,
1,5 2 (0,05 mons) napadopmaabneruaa u 100 ma cyxoro merano-
na. CMech npH nepeMelllHBAHHH HATpPeBAlOT Ha BOIsSHoH OaHe
5—6 yacos. Ilo oxunaxkaenuu B koaby poGasasior 100 s.a aGeo-
SotHoro 3¢upa. Brgeusieecst Mac]0—XJ0pTHAPAT BelllecTBa—
KPUCTAMIH3YIOT TPEHHEM, OT(HIBTPOBRIBAIOT H NPpOMbiBaloT 20 M.
adcomotHoro 3¢upa. Bsixog xJaopruapata 13,7 ¢ (78,5%):
T. 11, 62—63° (rurpockonuyen).

OcHoBaHKe TOJAYUAKOT PACTBOPEHHEM YKA32HHOTO KOJHYECTBA
XJOpPTHApATa B 25 M4 BOAM M NOAULEJIaYHBAHMCM KOHLENTPUPO-
BAHHEIM PACTBOPOM €1KOTO HATPA [0 LlejouHol peakuHH. Buige-
IBIIEECS OCHOBAHME TPHIKIBI 3KCTPACHPYIOT 3(UDPOM, MOPIHAMII
no 30 M4, BHCYLIHBAIOT Ha,1 0€3BOAHBIM cy1bdaToM HaTpusa H oT-
TOHSIOT pacTBOpHTeNb. OCTATOK ‘KPHCTAJ/IM3YETCH.

Brixog 11,5—11,8 2, uau 73,0—76,0% Teoperuueckoro Ko.ii-
vecrBa. T. na. 126—127° (upumeyadue 6},

[MunepuaiaMu;l  3-AHMETHIa MHHOMETHI-5-MeTOKCHHI0/1-2-
xapoonosoil kucioTsl, CisHasNzO2, Mo, Bec 315,41 —0ene «pH-
<TaJJdbl, XOpOLIO PACTBOPHMBIE B aleToHe, GeH30/€, ITHIOBOM A
METHJI0BOM ChHP1ax, 3QIpC M HCPACTBOPHMbIE B BOIE.

NMpumcuauns

1. Aruaosit spup S-MeTOKCHINAOI-2-KapOOHOBOI KIIC. 10T
VOJAYUCH AHA30THPOBAHHCM [1-aHH3UANHA ¢ JaJLHCAmel KoH10H-
cattiell ¢ TIoBBIM 3GHPON MCTHIRICTOYKCYCHOIT Kinetoror [17].

2. Iposciteine peakilii B adcooTHOM  DCH3oAe  CHIEAACT
ebivo A, HBDLTOR HmepIninna Cavaiur o pearitlomiofi epeoil.

3. Tpu ooasicHEN JCIIGIT YKC\ CHOUL KICIOTLI odpasyercst
OCAJIOK, KOTOPDIT IE0 Mepe RarDCeBanust CTANOBHTCS BCC OOLHIC, &
K KOHILY peakiing, no OX.J1axTCHI, BCSL MACCd 3aTBEP1CBACT.

4. OcaxieHie aMILla MOKHO HPOBCCTH L0G4BACHIEM BOLLL.
Onucaunnil 8 TekcTe MeTol 06paGoTKil MO3BOJINET PerclHepHpo-
BATh YACTb HHEPILIHAA 1151 1CHOAB3OBAIII B ITOBTOPIOM ONLITE.



5. BeoejgctBue 4aCTHYHOTO pAacCTBOPEHHS aMuia B NHIEPH-
unie mocade OTTonKH s(hupa M nuiIepuadiia - ocTaercs okoyo 1 e
BellecTBa ¢ TOH ke TeMmepaTypoH Niasalenus. OO6wuil Bbixoj
cocranaser 81,4%.

6. IMepexkpucraniuzauus 13 abCoMOTHOrO COHpTa M 3Pupa
lle oTpakaercs ha TeMmneparype nmiasienns. Y3 sdupHoro pact-
BOpA OCHOBAHHs 1efCTBHEM HOJAMCTBIM  METHJIOM  NOJYHCH
foameritar. T. na. 205—206°.

Jpyrue crocoGbt IoayveHus

[Tiunepuauaamun 3-1HMeTHIaMHHOMETHII-5- METOKCHHH A0J-2 -
KapBOHOBOI KHCJIOTbI ObLT MOJAYYEH TOJbKO ONHCAHHBIM  Bbiile
cr1ocobOM.

1. G. K. Fughes, F. Lions, T. Me. Kean, A T. Marrey, J. Proc. Rov,
Soc., N. S., Wales, 71, 475 (1938) [C. A., 33,387 (1939)]; M. Amorosa,
Gazz. Chim, ital,, 8, 14:5 (1955).

4-TIUPULUJAYKCYCHAS KHCJIOTA

(XJIOPTHIIPAT)
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Hpeanomuu: O. JI. Muaxosu, O. E. Tacnapan
Mposepuay; M. 3, Haxacsanan, 2. 71 Manykan

NoayueHne

4 Mupuduaruoagermopdosnd. B 250-Mi1 10 I0TPOBYIO KpyL-
1040MIYI0 KOAGY, CHAGXKeHHYI0 OOpATHLIM XOJ0IHIbHHKOM, HO-
semaor 22,7 ¢ (0,18 moas) 4-auermwanupumuna (cM. «CHITesH
reTepoLHKIHYCCKHX coepunenii» , 7, crp. 17), 6 ¢ (0,18 MOJisT)
cepur 1 16,4 ¢ (0,18 Moast) mopgosania (apuMendiie 1). Cmecn
HArpCBalOT HA BOAAHOI OaHe 3 yaca, 3aTemM KHIIATAT HA MAc.sHOI
Gane B reuenne 12 uacon. [Toayucnnntil pacTBOp B ropaieM cocro-
siiin caipator na 100 2 KooTero JIpda 1 nepeMCelHBdior Ao 10.1-
Hoft kpucradanzauny. OTguasTPOBLIBAIOT, NPOMBIBAIOT 15—20 a2
Je/BIMOI BOAB H cymwat Ha Boziyxc. Buixo cporo  HpOAYKTA
29.0- 30.0 o HMocte nepexpucTa.i i n3 70 A a0COHOTIIOTO
yranods noayualor 27,53—29,0 ¢ (57,0--70,9%); 1. 11 8- 1017
(npumectatine 2},

4-IMupuduayrcycras Kuciora (x1opeudpar). B kpyraoson-
HYI0 KOT6Y eMKkocTbio 100 A2, ciiabakeniyio o0paTiibiy XOJ0ARIL
HHKOM I ras3ootsomnofl TpyGxoii, nomewaior 26,8 2 (0,12 momst)
4-nuppmITiOane TMOpGoaEia 1t 27 14 KoHLlet TpHpoBatHoil co.Ti-

-
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Hoit kuca1oThl. CMech KMIATAT Ha Mac/sHoi Gane npu 140—145
B TeyeHwe 5—6 wacos Ao NoJHoro yZAaleHus cepoBofopoaa. [lo
OKOHYAHUKM peaKNuu CMech oxjaaxnaioT no 0°. Bomasuiyio npu
3TOM XJOPHCTOBOJAOPOAHYIO COMb 4-NHPHIHIYKCYCHOH KHCJOTDHI
IpOMbIBAIOT aGCOMIOTHBIM 3HPOM U cymar B sxcuxkatope. Boixoa
14,6—15,0 2.

Bbixoa X/JIOPTHAPATA, MEPEKPHCTANIN3OBAHHOTO U3 a6COMIOT-
Lioro atanona—I4,0—14,6 2, uau 68,19—71,0% TeopeTHyecKOro
ko.myectBa; T. i 130—132°

X/J10pHCTOBOLOPOLHAA COMb  4-NUPHAHIYKCYCHOM  KHCJIOTBIL,
C;HsCINQg, mo.1. Bec—173,50 —KpHCTALIHIECKOe BCLECTBO CJa-
60-3KeJITOro 1EeTa, XOpOoIlo PacTBOpUMOe B BOJAe, TPYAHO B ITH-
JIOBOM CIIHPTe, NPEKTHYECKH HEPACTBOPHMO B 3pHpe.

NMpumeuanus

1. [TpuMeneH cBexeneperHanHsiii Mophoun ¢ T. Kum. 16—
123°.

2. TemnmepaTypa DJIaBJIeius, MO JHTEPATVPHBIM  AAHILIM,
104—105°,

Hpyrue crnocofpl noJyuenns

X IOPHCTOBOI0PUAHAS  COtb  4-IMPHAMIYKCYCHOR  KICAOTb
GbL1a noayueHa  kumsiueHdeM  4-nupHAILTTHOAUETMOp(OMIAa CO
CITHPTOBOH Hiesioublo B TeyeHue 72 yacos [1], a Taxke ruipo.au-
30M 4-THPUAHITHOALETMOD(POANAA C KOHUEHTPHPOBAHHOI COTs-
Hoi kucaoToil [2]. Hacrosanias nponuck paspadoTana Ha OCHOBE
HPHBCICHHBIX Bblille PadorT.

1. R L. Malden, I°. M. Dean. . Am. Chem, Soc., 69, 1797 (1947).
2.1 R Katritzky. 1. Chew. Soc., 2591 (1959).
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2-GYPHIATJAHKOJEBASI KHCJOTA

i i _— .
ko/‘(".HCOchH; 2 KOH l\o f](%HCOOK -1 C4H;COOK
0COCHs OH

ol H,80, —> | J < K,SO
2 L\O CHCOOK 2 \O L‘!H(,OOH - KeSOy
OH OH

Tposepuan: O, JI. Muuxonrn, 3, P. Darjacapsk

[loayueHnune

B 1o.ayauTpOBYIO HBYTOPJAYIO KPYIMOLOHHUYIO x010y, cuad-
KEHHYIO Mella.dKoH u 00 paTHLIM XOJOAUNLHUKOM, nonewaoT 45 e
(0,15 Moas) 3THJIOBOTO sthupa a -ty pua-O-6en30uArTHKOIEBOH
kucadothi {(cM. «CHHTe3bl TeTeDOUHKIHYCCKAX coenmuenuii», 9,
ctp. 80), 27 2 (0,48 moJs) ruapaTa OKUCH KajHi H 48 mA BOIHL.
Cozeprkimoe KoJaGbl TpH [IeMPEPBIBHOM MepeMellHBallull 1arpe-
BaloT 1a BOAALON Oatie B Teuenne 8—10 uacon (mpuMevalie 1).
[Tocsie OXJazK1elinsl IKCTPATHPYIOT ABAXKABL 3(HPOM, MOPUHAMII
no 100 wa kasias. Boanbii c/oi 0xJaxaaoT [0 0° 1 npubaBn-
astor 209, -1Vio cepiyio KHCIOTY, OXJaxKiaeunylo Ao 0° (mpumeua-
e 2) L0 KIICJOH Peakliuil ia Kouro, GuibTPyIoT,” BhNaBiiyo is
0CaIoK Oen30iiHyI0 KHCAOTY NPOMbIBAIOT Ha (QuABTPe JNeasnoi
so10ii (npmueuate 3), OObem QuabTpaTa ROBOXAT 10 150 -
200 a1 VHapuBainem BOAbl MPH YMENbUIEIOM B¢l pl
3540 11 0cTaTOK 3KCTParnpylor 10—12 pas spupon, nopiusiyi
no 70 80 a1 kamsas (nprveuanne 4). Coexnmenuvic ahuphbie
SKCTPAKTLL  BLICYIINBAIOT 11al O€3BOANILIM - CYIbhaTON Maris,
apuGaBasioT 5 ¢ AKTHBIPOBANHOTO YIVil,  BCTPSIXHBUIOT B TeyC-
iue 2—3 MuuyT # uabtpyior. Ma duasrpata oTronsior a(up,
OpH 3TOM BEUIECTBO 3aKPUCTAMIH30BLIBAETCA B BHAC HIOJOK
CBETJI0-2KeJTOr0 1BeTa.

Buxon 17,0—18,2 ¢, wint 72,9—79,3% TteoperiHieckoro Ko.H-
uectea, T. ma. 101—106° ¢ pasaoxenncy, IIpy NCPCKpHCTAJIH-
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3anny 13 cMecH AuGyTHI080T0 aPupa n aurpouna (10:1) 1. na.
108—110° (npumenatne 5).

a-Qypuiraukonesas  kucaora, CeHsO4 moa. Bec 142,11—
KPHCTAAJHYeCKOe BElleCTBO €1a00-7KeAToro uBeTa, TeMHelollee
Ha Bo3AyXe, XPAaHHUTL B TEMHOII 3AKPHITOR CKIAHKe B aTMociepe
azorta. Xopowo pacTropserca B s(upe, clupTe, aleTOHe, BOLE.
TPYANO—B AHOGYTHAORONM -3(Hpe, NAOX0O—B JHTPOHIE.

Mpumeuanns

1. B 7eueHne ABYX 4AaCOB HarpeBaHie NPOBOLUTCA HPU TeM-
nepartype Hanu 60°, 3areM npa yaca npu 80° ¥ 1ocde 3TOro eie
4 yaca Ha xunaumieidl BoawuHON Gade.

2. Oxaamdenne Heo0X0IUMO JAJS 1PEelOTBPAlLEHIIa OCcMOJie-
HUA NPOAYKTA.

3. Heo6x0anMo TinaTe bHOE NPOMBIB2RHHE AJSl IOJHOTO Yaa-

_JIeHHA OCTATKOB 2-(DypiAIIMKO/AeBOH KHCIOTH, KOTOpas XOPOWo
pacrBopsierca B BoJe. Ocrasmiasics Ha QuabTpe GeH3okHas
KHCJ0Ta Nocde BHCyuBailug BecHT 20 2, 4TO cOOTBETCTRYET KO-
JMMECTBeHHOMY BBIXGV.

4. MHorokpatHoli sKCTpaxkLUed NOJAHOCTHIO H3BJACUR a-Qy-
PHITJAHKONEBYIO  KICAOTY U3 BOJbI He YAAeTCs, MOITOMY NYIKHO
NPHMEHUTbL HEnpePbiBHYIO 3CTp aKLHIO.

5. TIpu nepekpHCTALI3AUMH  HYXKHO N36CraTh  CUJIBLHOTO
HAarpeBaHua 218 NPEIVIPeXJIeHHs OCMOIeHns Kuedaorsl.  Flocac
HOBTOPHOH  [ICPERPUCTATTIZAUNHE  TEMIEPATYPa  NJABJAGHHA He
IE3MCHAETCH,

Apyrue crnocobn noaytenus

2-QYPuarInkoaeBat KNCJIoTd  ObIA  TOJYULITA THAPOTHZOM
3T11080r0 3hupa  2-Gypuaraukonenoil kucaoter [I] 11 ruapo-
_JIM30M 3THIOBOTO 3hnpa %-Ppypui-O-0etson 10 HK0AeB0H KACAO-
Tl B MPUCYTCTBHY eakore kadu [2]. Ilpusenennan soune nponmucs
ocrioBana Ha padorax Herepunra u bBotpurra [2].

1. /1. Normant, C. 1., 225, 580 (1947) [C. AL 42, 19332 {1948)].
2. £, F. Degering, L. G. Boatright, J. Am. Chem. Soc., 72, 5137 (1930).
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5-XJIOPMETUJ ®YPUJII-2-n-XJIOPGEHUIIKETOH
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Mpepaomnan: A, JI Maakosn, T JI IManaun
[Tposepimt: JI. C. Taacrau, [. B Tadpueasn

lloayuenue

DYypui-2-n-x10pPeHUIKeTOR. B noayauTposylo YeTbipexrop-
J1Y10 KPYTJOZOHNYIO KOGy, CHAGKEHHYI0 MeIajKoii C 3aTHOPOM,
1epMOMEeTPOM, AOXOAAMIMM JI0 Ailid, H OOPATHBIM XOJO0/IHAbHHKOM
C XJOpK4JbUHeBO# TPYOKOi, nomemaot 26 2 (0,2 Moaa) xJopatr-
ruapuaa gypan-2-kapGouosoit KHCI0ThL (CM. «CUHTe3bt TeTEpO-
HUKJHYCCKUX coeaunenud, 1, crp. 68) u 120 me  xuopGensoda
(upumcuanne 1), [lpy nepememuBanun & reycHue 30—40 munyr
BHOCAT HeGoabiuMu nopunsivi 26,6 ¢ (0,2 moan)  Oessojioro
XJAOPHCTOTO AJIOMHHRA; [PH 3TOM  1EMIepaTypa pPeaxkIHOHNOh
emecn nosshnaercs Ao 30—35. Ilo  oxowuanmit  HpnGapjiedis
¢MeCL HATPLBAIOT HA BoAaiofl Gane (TemmepaTypa cmeci 80--
857y B Teychue 4--5 vacos, 3aTem  upH  OXJAXKACHHI  KOJI0IA
BOLOI BHOCHT 11 niee 50 ¢ naMe bIentoro Jand. L pacrsopenist
0O pe30BARILCHCH THAPOOKHCI 4 HOMUTIIST pitTHonior H st pud-
dannennoit (1: 1) coasnof rucToThL  XJ0pOCHsoinubil ¢ toil
OTTEUOT, A GO JIBAACLL 9KCTPArIpyIoT sOupos, nopHusg i
Mo 30 sz coeinielnse pacTBOPLE BPOMBIBAIOT 10101, 109 1M
DECTBOPOM  YIVIEKICAOTO HATPHH, CHOHA BO10fT 10 UeliTpaTniei
PLAKUHHT HPOMBIBHLIX BOJL M BLICYIHIBAIOT 11471 (IPOKATCINIBIM Cop-
HOKHCILIN IEITDHCAL
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Tlocae otronku 'xh'opéeuéona N} yMeHEIIeHHBIM QaBIenHeM
OCTATOK NEPErousIOT B BAKyyMe, coGupas (QPAKLUHIO, KHIALLYIO
npu 158—160°/4 mm; NpH CTOAHHH BCLIECTBO 3aKPHCTAIIH30BbI-
paercd; T. ma. 62—63° (npumevanue 2). Boixox 36,7—385 2
(89,2—93,4%).

5-Xaopmerurpypur-2-n-xa0ppenuiseron. B moayauTpoByio
YeThIPeXTOpayI0 KPYrJIOAOHHYIO KOJGy, CHADKEHHYIO MEIlAJKOoH,
CTeKJSIHHON TpyOKoOi Ajs NPONyCKaHH# XJAODHCTOrO BOAOpoia,
poxoasiel 10 aHa KOAGBL, ra300TBOJHUH TPyOKOH# H TepMmOMeT-
pos, nomewawt 20,6 © (0,1 mona) pypui-2-n-x10pPennakeToHa,
200 ma cyxoro xJaopodopma, 152 ¢ (0,5 mosaa) napadopmannie-
rufa u 15,2 2 6e3aBoanoro Xaopucroro uueka. Ilpu nepememuBa-
HuH B TedeHne 40—>50 Munyr npomyckaror ObICTpbIi TOK XJOPH-
croro Bolopoda (mpumeuaHue 3). CMech noCTENEHHO OKpauiHBa-
eTca B Tenmuo-kpachbtil 1BeT. [lepeMewminBanne NPoA0IKAOT elie
15—20 MHMYT, 34TeM cOMepEKHMOe KoabGnt cauBator Ha 200 e
H3MeJIBYeHHOrO Jbla M B TeueHue 8—I10 MHHVT goOMedrHBaw:
CTekIAHHON naaoukoi. OTaea10T Bo b ¢a0it 0T Xaopodopmiro-
ro, NocaeAHHil APOMBIBAIOT A3YMs HOPUHAMH BOXBL, 10 100 a4, 1
BRICVIUHBAIOT HAJ GE3BOJMAIM CepHOKIC/IbIM HaTpueMm. [locne
NOJHOM OTFOHKH pAaCTBOPHTENsT OCTATOK NPH OXJAKAECHHH KpPH-
CTAIAH3YeTCd B 3eJCHOBaTyiO Maccy (npuveuaHué 4). BeuecTtno
PACTBOPSHOT B alleToHe, KHIATIT C 2 2 AKTHBHDOBAHHOrO  yrJd,
OT(HJABTPOBLIBAIOT 1 HO OXaaxjcnin ocaxjaaiot 150—200 s
BOJ L.

Boixoq 22,9—23,7 ¢, wan 90—93% TeopeTHyecKoro woauye-
ctBa; T. na. 89—90° (npumevanue 5).

5-XaopyeTiiady pi-2-n-xaopdenuakeron, CiHgClOs, sou.
Bec 235,11 —B6eaoro uBeTa KPHCTAMIH, HepacTBOPHMbie B ROJE
I pacTBOPHMBIC B OOBUNLIX OPraHdAYeCKIX PACTBOPHTENAX.

MTpumeuanusn

I. Ilo iureparypubim AanHLim [1], yKasaHHB KeToH moay-
UEH B3AHMOAEHCTBHEM MOJADHBIX KOIHYECTB (hypouJIXIopHIa H
xJopbensona B cpene cepoyriepoaa. [pumenenie napirka XJa0p-
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0eH3013a B KauyeCTBe PEAKHUMOHHON Cpelbl B3aMeH Ccpoymepoaa
crocobeTBYeT mosyyentio GoJiee YHCTOrO KEeTOHA M ofecrneynBaert
BbICOKHH BBIXO[,

2. Temnepatypa nunaBJieHusi KeToHa, Mo AaHHEIM Tex )Ke aB-
Topos [1],—42°, oiHako NMpu NOBTOPCHHM OMbLITA B yKa3aHHBIX
HMH yCAOBHAX MOAYYeH KETOH ¢ T. na. 61—62°. CTpoenue kerToHa
LOKA3aHO OKHCJeHHEM ero MepMaHraHaToM KaJduf B LUEeJOYHOM
cpene.

3. XuopmeTu/I1poBatue mpoBoAMAOch Ges OXJIaxKAeHHA, Tak
KaK NpH NMOBBILICHHH TeMaeparypst A0 25—30° ocMo/eHus He vas-
JI01a€eTCH.

4. Ileperouka BemtecTBa CHMMAET BHIXOA J1O 17,8—184 2
(70—72%). OTron KpHCTANIH3YeTCH u IJIABUTCH npy 91--92°,

5. AHAmOrHyHbIM 06PA30M, HO €O 3HAYHTEABIO Gomee Hu3-
KUM BHIXONIOM (55—57%) MOMKHO NMOAYYHTL XJIOPMETHINPOH3BO1-
Hoe 3 (pypu.i-2-eHuakeToHa; 1. na. 47—49°,

Hpyrue cnocobu noayucuas

5-XA0PVETHAPYPHI-2-M-XA0PDEHITKE TOH GDi.T noayyen TO1n-
KO ONMHCAHHBIM BLIWC CNOCOBOM.

1. N. Maxim, S. Popesco, Buil. Soc. Chim. Romania, 16, 89 (1931} [C. A,
23, 43555 (1037)],
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2-UHAHMETHANHPHIANH

~ | K’W
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Hposepian: B. A, Muanaxanan, 11 C. Karpamanan

ffloaywenue

2-Xaopmerusnupudun. B uerbipexropiyio KPYTIIOIONIHY H)
KOOy eMKOCTbo 250 M., CHAGKEHHYIO MellaJKoi ¢ 3aTBOPOM,
TEPMOMETPOM, KANCABHOH BOPCHKON M XOJOMAH/JIEHHKOM, MOMC-
waior 19 2 (1 moib) ceemenepernanioro XJOPHCTOTO THONHH 1.
Kon6y oxaamaior cMecsio abla ¢ CoMbIO ¥ NPH nepeMeiHRaHI
U3 KaneabHOH BOPOnKH B Teuewue 40 MuuyT upuiusaloT 43,7 o
(0,4 moust) 2-oxcumernanupunnia (cm. «ClHuTess reTepoLHiIL-
4ecKux coeuneuuii», 7, ctp. 59), caens 3a TeM, 4T06bI TEMHEPI-
TYPa B K0a0e Guta Huxke 37, 3aTem cwmecs nepemewnsaor | oyac
HDH KOMHATHON Texnepatype u 2 uaca Kunarsit ya BOAAHON Ganc
M30LITOK XJ0pUCTOrG THOHHA OTFOHSIOT B BakyvMe BO0CTPYH-
0T Hacoca, octatok pacrnopmicr 8 100 w4 poxw, HPOMBALAIOT
CHaYvada tpema nopusasy sgupa. o 30 #.1, 3atenm JABRYMA DOPLsT-
mit bensona no 30 a0 Boanuii pacTBop MOAWETAYHBAIOT Hach-
HICEHEIM pacTBOpoM KapOoHaTa HeTpra 10 pH 9 i sketparupyion
500 wa Gensoda, nopuwanu no 100 aa (mpuMauanuce). Deucot
OTTOHSIIOT B BaKyyMe BOIOCTPVIHHOIO Hacota, 0lTATOK neperonn-
0T B BAKYYNMC, cOOUpast QPanuyio, siimiiuyio npn 64-—73 /3 s
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Buixoa 35,5—37,3 e, w 69,5—73,09% reopeThveckore Konuye-
cTBAa.

2-L{uanmeTusnupudun. B TuTpoByIO TPEXIOpayIo Koady, ciiad-
JKEHHVIO MeIAJKOR ¢ 3aTBOpoM, OODATHBIM  XOJNOHU/IBHHKOM i
KaneJbHOH BOPOUKOH, nomewaloT pactop 19,6 2 (0,4 mMona)y
unaHucToro Hatpus, B 80 ma Boast, u 350 mMa 3THJIOBOrO cngpra.
ITyctup B XoA Mewiajky, NPHJIHBANOT U3 KalejJbHOH BOPOHKH B
rtedenne 15—20 munyr pactsop 34 ¢ 2-xJIOpMETHJNHPHAHHA B
70 ma stunosoro cnupra. CMechk nepememusaior 20 Yacos npH
KOMHATHOH TeMIepatype, KOHWEHTPUPYIOT B BaKyyMe BOIOCTPYHi-
noro Hacoca 70 o6bema 100 a4 1 npusmeaor 300 M4 Xa0podhop-
ma. XaopodopMuEil pacreop npomuiBalor 50 xa 109 pactropa
kapOonaTta Hatpus, 20 M4 BOAM U CylllaT Ge3BOAHbIM KapOoHaTom
kaausi. X10pohopm OTTOHSIOT, OCTATOK NEPETrOHSIOT B BAKyyME,
cobupasl dpaxunio, Kuanamyio npm 94—100°74 mua.

Brixon 23,0246 ¢, nau 72,0-77,0% TeopeTHUECKOro KOMH-
YeCTBa.

2-nanveruanupaann, CrHsNa. mon. sec 118,13, nf) 1,5262—
CBETJIO-2KEJIToe MaC/o, Jerko PacTBOPHMOe B OPTaHHYeCKUX pact-
BOPDHTEJISIX.

lpumeuanus

O6paboTky 1 neperosxy 2-XJ10DMeTRINUPHANHA, U3-38 CHIb-
HOIo pasipakalouero JeHCTBHS HA KOXKY W NMd3a, CIeIver npo-
BOAHTL B [CPYATKAX U B BHITSZKHOM wkady.

Hpyrue criocoGul nosyyeHus

2-Llnanvernamnpi s ObLt noayuen u3 2-Xa0pMeTn il
Ha ¥ unandcroro kamis [1]. [Ipusesennrii cnocof ocHOBAH Ha
paborax Bintepdensaa y ®anxa- u Urau u Orypa [2].

K. Winterfeld. K. Flick, Arch. Pharm., 26, 448 (1956).
T. Itai, . Ogura, J. Pharm. Soc. Japan, 73, 296(1955) {C. A., 50, 1810g
(1956)].

1.
2.
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ITHJNIOBBIA 3P UP XHHAJILUAHHOBON KUCHUTBI

/\”/\\I HC1,C,H,OH.H,0 ‘/\”/\l
]\/\N//CN U\ COOC s HEL
//\”/\} K,CO, /\/\I
_—
I
l\/\N//coocglg.ch Ay CO0CaH,

ITposepuan: O, JI. Munxosan, 3, P, Baraacapsan

Hoanydyenne

B nosynurpoyio kpyrioloHHyio Tpexropaywo koia6y, CHab-
¥Keiihyo 00paTHBIM XOJTOAXILHUKOM, MeliaJKo#, razonpuBOAHON
i OTBOAHOR TpyOxkamu, momemator 23,1 ¢ (0,15 Monas) uurpmia
XHHAJAbAHHOBOH KucaoTul ¢ T. na. 90—92° (eM. «Cunresn rerepo-
LMKIHIECKHX CORpHHEeHUi», b, cTp. 34), 250 ma 96%-Horo 3Tu-
-<10BOTo Cnupta (npHMeYaliHe) W HACHILIAIOT DACTBOP BHICYLICH-
HLIM XJIOPHCTBIM BOZOPOAOM, Ha uto rtpebyercs 1,5--2 yaca. Tpu
3TOM TeMIepaTypa CMecH CaMONHPOU3BOJBHO MOBBILACTCH JIO
70-—75". Tlocne HACHUIEHHS COLEpPHKHMOC KOMBbI KHOATAT HA
BOISHOA Gaxe B TeveHHe 4—D5 yacoR ¢ HenpepbiBHLIM fiponycka-
HYEM XJIOPHCTOro 2010poAa. CMech OCTARJIMIOT HA HOYD MPH KOM-
HATHOH Temiieparype, Nocle Yero HOJHOCTLIO OTFOHAIOT —CIHPT
Ipu VYMEHRBIICHI{OM [[ABJCH Y.

Mo oxramaenny coacpxumoe Ko.A6bI 3AKPUCTALINIOBLIBA-
2TCS. KPI'ICTilJl.TM PacisBopsior B 30 BO 1bl, TTOALETAUHBAIOT
HACLILUCHHLIM  DACTBOPOM  VIVEKHCIOTO  Ka.iHsi,  SKCTParupyioT
4—>5 pas supon uau X1opodopMOM, nopHusiMit mo 50 ALt Kawk-
Jad, BBICYIWIHBAIOT Hajg 06635307{\'(?!»”1})“\[ CepHOKHC.TbIM HaTpHeM,
OTFOHAIOT  paCTBOPHUTE/b H OCTATOK (EPETOHAIT B BAKyyMe;
T. kL 156—160°/3 ma

Brixon 22.5—23.7 ¢, uin 74.7—78,7% reopeTuucckoro Koau-
HeCcTBA.
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IruioBei 3Qup xHBabAuHOBOK KHcaoThl, CioHINOs, mon.
Bec—201,23 —KHAKOCTb CBET/I0-JKeATOr0 1BETa, XOPOIWO PAacTBO-
pHMast B OpraHHYeCKHX pacCTBOPHTEINX, IJIOX0—B BoJe.

filpuMeuanus

[pu yseamyenuu KosuuecTBa BOAB! HJH pasbaBJeHus 3Td-
JIOBOTO CNMHPTa BLIXOA KOHEYHOTO HpOAYKTa CHIDKaeTcd Lo 42—
46%.

Jpyrue cnoco6u nosyyenus

STHI0BbI 3P XUHAIBLAHHOBOH KHCAOTH 6] 10ayueH B3al-
MOJCHCTBHEM XHHAILAHHOBOH KHCJAOTHI M 3THIOBOTO CHHPTA B
TMPHCYTCTBHH cepoit KueacTer [1], B3auMogeficTsHeM xJaopanrui-
PHia XHHAJbAHHOBOH KHCHOTbI M 3THJIOBOTO CrupTa [2], u3 HHT-
pwia XHHAJbIHHOBOH KHCJOTHI C. IOMOIUBIO COJASHOH KHCIOTHE
[3]. Hactosmas nponues ocHoBana na pabore /konca u Byana.

LA W. Campbell, C.I1. Hething, J. E. Kerniw. ). Am. Chen. Soc., 68,
1841(1946).

2. D L. Hammick, W. . Dickinson, ). Chem. Soc., 214(1929).

3. G Jons, . Wood, Terrahedron, 21(9) 2529 (1965) [C. A.. 64, 2049 (1966)!.
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