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OT PEOAKUUU

Tpunaanatslii BEmyck cepun «CHHTE3bI reTePOIHKJIHUECKHX
COelHHEHH» COMEePXKHT OTNHCAHHE METO/OB TOJYUeHHS TPHANATH
reTepPOIHKJINIECKHX COEJHHEHHH H HX TPOH3BOJHBIX, TIPH TOA00-
pe KOTODBIX peAXOJJIerHsi, Kak H Ipex/je, PYKOBOACTBOBAJIACH
OPHTHHAJBHOCTBIO TPHBOAHMEIX METOAOB, AOCTYIHOCTBIO HCXOJ-
HBIX BeLleCTB H BO3MOXHOCTbIO [AaJbHEHLIEro HCHOAb30BAHHS
MOJYy4YaeMBIX ITPOJAYKTOB R OpPraHNYeCKOM CHHTE3E.

B paspaloTke naHHOro BHIIYCKA Y4acTBOBAaJH, B OCHOBHOM,
cOTPYAHHKH HHCTHTyTa TOHKOH OpTaHHYECKOH XHMHH HM.
A. JI. Mumgxosina AH Apwmsauckoit CCP, a takxe JloHenxoro
HHCTUTYTA (PU3HKO-OPraHHuecKOH XHMHH H YIJIeXHMHH.

Ilpu cocraBnenun pasfena «lpyrHe cHOcoBBl TOJNYYEHHA»
HCIIOJIb30BaHa JHTepaTypa Ao 1978 r. BKIIOUYHTEIBHO.
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IMpeanomunu: C. A. Baprausn, A C. Hopapsay,
A. Il Mkprusu
Tlpopepumi: B. B. [la6aesa, A. ll. Orapecan

Honyuyenne

B kpyraomouuyio Koaby emxocthio 500 ma, cnaGikeHuyio
MCIaakot, O6PATHHIM XOJOAHJLHHKOM, TEPMOMETPOM M KAlCih-
1ot sopoHkofl, momemawTt 12,8 ¢ (0,1 moas) 2,2-numernarerpa-
riapo-4-nupatoHa (M. «CHHTE3n TeTepoUnKJIHYECKIX CogTiiie-
HHit», BuIL 8, crp. 30), 11.3 ¢ (0,1 moas) stunosota  3sdupa
unanyxeycnoit kucaots, 3,2 e (0,1 mons) mopomxoofpasnoil
cepot 1t 120 ma sranoaa. CMeck narpesaiot 2o 50° n npu mepe-
Melpanuy npuéasamoT 5 aa MopQoAHHA U 3 M1 BITHIAMIINA
n 0 a1 stanoaa (npnu. 1), Temnepatypy mosstmawr 1o 607 1
HCPOMCHHIBAIOT (10 MO0 pacTBOPCIHA ¢epul. 3aTev prakii-
OHIVID CMOCL OXAARALIOT JCASINT BoA0H, Boransaer 1 200 .1
NOSOAOH BOABT H noakacaaoT 10%-uoft constitoli xicaoroft (1o
xotrn). Ocagox otaessior i npoMuizaioT 100 aa Bojwl, 3ateu
Asa pasa 50 wm renrana. IIpy 3TOM BELICCTBO HOAHOCTHIO KpH-
cra.anusyercs. Kpuertanansr 0TGHABTPOBLIBAIOT, ABAK/Ibl [POMBI-
BAKT FCNTAHOM H CYHIAT B BAKYYM-3KCHKATODE.

Buxoa 18,4—19,3 ¢, nau 72,1—-75,69% TCopeTHuecKoro Ko-
anteersa (ApHM, 2) T. 1. 68—69°.

6-Avuno-2,.2-numetna-7-kaposrorcuriopeno/2,3-¢/-4H-1,2-
anrwaponnpay, CpHpNO3S, mMoa. sec 255.32—cneTao-skentrie
RPHCTIILTHG,  PACTBOPHMDIC B 3dhuipe, crnupre, xhopodopMe.



lpumeuanns

1. Ha npubapienne YKA3aHHOTO KOJIHYCCTBA AHITHIAMIHA
y MopdoinHa Tpedyercst 30 MHH.

2" AnaJoruuHbiy 06pasoM M3 2,2-IHMEeTHITETpartipo-4-THo-
nupaHOHa M 1-u30nponua-4-nuIepHAOHa MOJAYUECHBl COOTBETCT-
BYIOIIHE THOGMEHOTHONHPaH H THOherONHAEp HINH',

Jpyrue cnocoObl NOJMYy4YeHUS

BuigeonucaHHbe THOMEHOAHTHADONHPAH H  THOGhEHOAUTH-
JAPOTHONHPAH MOKHO [MOJYYHTb TaKxe B3aUMOJACHCTBHEM 9TH-
JOBOTO 3hHpa 2,2-MeTUITeTPAr uAPO-4-nUpaHHAKNACH (HIH THO-
MUpaHuiHIeH) IHAHYKCYCHOR KHCAOTBL € cepoft!.

\. A C. Hopagan, A. [1. Mxpruan, H. A. Amaeaynansn, H. M. Hasa-
paun, H. E. Axonan, C. A. Bapranar, Xum. dapm. x., 11, (Ne 8),
20 (1977).

2-AMHHO-4-(2-OKCU®EH HJ1)-6-(3-
-GEHITHNAMHHO)-1,3,5-TPHA3UH

B _on
</ §CHECHQNHCNHCNH2.ch< \>fcoocr13——>
= i f _
NH NH
OH
~N
CH,ONa 4 —
L </ \>CHZCH2NH|/N\“-< \>
= N N j——d
NH,

Mpennoxunn: T. P. Oscensy, I1. P. Axornsir
Mposepuai: 3. P. TMuaanan, A. X, Asetucsy

Monyuenne

B nciyauTpoBYR KDPYIVIOROIHHYIO K010y, cHaGKkeHHyio 00-
paTHHIM XOJOJAHJIBHUKOM ¢ XJOpKaJAblHeBOi TPYOKOH, nomela-
0T aJKOroJisT, npuromsneﬂﬂmﬁ u3 2,3 e (0,1 r-at) meraaaude-
ckoro Hatpua B 200 ma 0e3BOAHOTO  MeTdHOJA H 106aBasgoT
24,2 2 (0,1 moad) THAPOXJIOpILLE 3-thensTHAGHTVAHH/LA (mpum.).
ITocae HOJAHOTO PACTBOPEHHA HOCHEAHCTO K CMeCH MpHIHBAI0OT
15,2 ¢ (0,1 woas) meTnaosoro supa CadHIUIOBOR  KHCAOTHL
PearllHoiHYI0 ¢MEeCch OCTABIOT CTOATL OpU KOMHATHOT TeMIC-
patype B revenne 30 uacop. 3aTem OTCOHSIOT pacTBOPUTEID, K
pniapiieMy ocanky AobasasioT 10 a1 BOAN 1 OTQHABTPOBLIBA-
o1, Ocanok ABAZKIB HPOMBIBAIOT Ha QuanLTpe BOAOH BOPHHSIMIL
4o 50 a4 M BHICYLIHBAIOT Ha BO3ayxe. Brixoa 24,6—25,5 ¢, Hau
80.1—83,0%, TeopeTHUECKOIO KOJIHUeCcTBa. BeulecTso npu Harpe-
paun 10 350° He miasuTcd I He H3MeHSeTCH.

2-Amuuo-4- (2-oxcndenna) -6-( 8-penstHaaMuno)-1,3,5-TpH-
asin, CzHizNsO, moa. sec 307,36—06en0e KpHCTAIHUCCKOE Be-
BleCTHO, pacTBOpHMOe B 3(ipe, ALETOHE, 1LTOXO pacTROPUMOC B
MeTalode, 9ITanoae, HepacTBopHMOe B BOAC.

9



Mpumevanne

. Tuapoxaopun 3-densruadnryannna CHHTE3HPOBAH ¢
é/O Jo-HBIM BBIXOAOM H3 SKBHMOJISIPHBIX KOMHUECTB IHADOXAODPHAA
3 -beHsTHiIaMuHA U AHUHanauaMugal, 1. na. 174—175°.

Hpyrue cnoco6sl nonyuenns

’ 2-AMHHO-4- (2-0Kcudenua) -6- (3-benstuaamuno)-1 ,3,5-TpH-
Ad3HH TIOYUeH TOMBKO ONHCAHHBIM Bpille CHOCOGOM.

1. 8.1, Shapiro, V. A. Parrino, J. Amer. Chem. Soc., 81,2220 (1959).

3-ALLETOHUJITUOHAPTEH
//\..__,j 7 ~CH,COOH ‘ ~CH,COCH,

s s

Mpeanoxuan: H. H. Anexcees, C. B. Tosakynos,
B. H. Hdyneuxo
IMporepusu: T. JI. Manaau. C. M. daptau

. N
(CH;C0),0, CHyCOON| : J

Nonayuenne

B kpyraoponnyio Koaby eMroctbio 250 M4, cHAGKCHHYIO
O0paTHBIM ~ XOMOAHABHHKOM, noMcwawr 120 xa (0,97 moas)
CBCIKCICPErHAHHOTO YKCYCHOTrO anruapuna, 44,9 ¢ (0,234 moas)
3-THOHa(TEHHT YKCYCHOR KHCAOTHL (mpuM. 1) u 19,2 2 (0,234 mo-
JIs1) Ge3BOAHOrO YKCYCHOKHCAOrO HaTpus, [lcayueHnyio cMech
KINATAT 18 4., OXAaXKAAI0T U BLIAMBAIOT B KOAOY eMKOCThIO 2 4,
cofepiamyio 300 M4 BOABL, MOALLETAUABAIOT CYXHM YIICKHCIAbBIM
HatpueMm (npuM. 2). OpraHuyecKuil CROfl 3KCTPArHPYIOT 3hu-
POM, CyIIAT G€3BOAHBIM XJODHCTHIM KaJdbllHEM H MOCJAe OTIOHKH
PACTBOPHTENA OCTATOK INeperoHaA0T B BaKyyMe, cobupas (dpak-
IO, KHOAwWYlo npH 157—165°/2 um.

Borxog 22,9—28,0 ¢, uan 51,5—62,99%, TeopeTHueckoro Ko-
JIHIeCTBA.

3-Aueronnatuonaprten, C;HoSO, wmox. see 190,27 —mi1-
KOCTL CBETVIO-JKCATOTO LeTa, PACTBODHUMAS B OOBWIILIX Opralil-
TCCRHX PAaCTBOPUTCAAX, HepacTBopuMad B BO.lC.

Mpumeuanns

[.3-Thonagrenuaykeyeuyvio  sHCAOTY  HOJVUAIOT BHVTPIMO-
JCRYASDHOH UHKAH34AUMHel MeTHN0Boro shHpa (heliMepranto-
AUCTYKCYCHOH  KHCJOTH B cpefe Xaop6eH3on.da B IPHCYTCTBITH
no.npochopHoit xucaotei!?. Kpome Toro, THoilapTendmyKeve-
HYI0 KHCAOTY CHHTE3HDYIOT 110 peakuun Buisreponra u3 3-aie-
THITHOHADTeRA®, a TakkKe OoMblieHdeM ee HHTpHJIal,

2. Noamenaunsanne yriexucJapM HaTpHeM BepyT 10 Npe-
Kpaienns Bhiaeaenua CO,.

11



Jlpyrue cnocoGsl nosyvyeHHs

3-AnetonuntuodaTen MOKeT ObiThb TaKyKe HOJYUEH peax-
nueil 3-THOHA(TeHaJ bIerHIa C JHA30MeTaHOM® WJIM B3auMozeii-
cT8HEM  AN3THIITOKCHMATHHAMANOHATA € XJOPAHTHAPHAOM
3-tHoHAQTeHHAYKCYCHOH KHCoTh®. [1pHBenennas Boiue npomch
pazpabotana Ha ccHose paboTb.

1. 0. Dann, M. Kokorudz., Ber., 91, 171 (1956).

2. D. Robert, {chuefz, R. L. Titus, ]. Het. Chem., 4, 467 (1967).

3. F. D’Alo, 4. Masserinl, F. Bonacina, Boll. Chim. Jarmac., 103
(10), 709, (1961).

4. Compaigne, Ernest, Dinaer, J. Mcd. Chem., 13 (6), 1205 (1970).
5. L. Capuano, Chem. Ber,, 98, 3187 (1935).
6. H. B. Chapman, R. M. Scrowaton, R. Westwood, J. Chem. Soc

(C), 1855 (1969).

1-(1,4-BEH301 HOKCAH-2-WJ1)-1-(2,3-9NTOKCHTTIPO-

MOKCH)3TAH
O~L AN 0
/\II/ ICfCHa Neet, (7] \—CH--OH
i i Il — i
X Nos O X N0~ CH,
AN ~ON _CH—OH--CI—CH,— CH—CH,
| b Noos >

N0~ CH,
Na /\/O\——CH——O—CHQ—CH CH2
-———>| ! I cH ~No~7
N Nos G
Mpeanoxumu: C. O. Baprawsan, 3. A. Mapkapsn
Mposepumi: A. C. Apaksn, A. T'. Camoayposa

MMonyuenne

1-(1,4-Ben3o0uokcan-2-1un)aranoa. B ueTepexropayio Kpyr-
JOAOHHYIO KOGy cMKocTbio 500 MA, cHAGKEHHY0 —MellanKoi,
06paTHBM XOJOAHABHHKOM H TepMOMeTpoM, noMemawor 178 2
(0,1 wmoas) 2-anetus-1,4-Genzoauokcana (cM. «CuuTespr rere-
DOILHKIHUECKHX coeinHennit», Buin. 10, ctp. 46) B 300 a1 abeo-
JI0THOTO MeTanoia H Ipu fepeMeliuBaHHi W oXJaxaeHdn 1o 0°
(npum. 1) magenbkuMu nopunsmu npubasamor 1,89 2 (0,05 Mo-
ast) Gopruapuna Hatpus. [lo oxoHuanmd OpuBapacHns peakii-
ONNYIo cMech lepeMelniBaioT eme 1 u. upk  KOMHATHON  TeM-
HepaType M ooixucasior pasdasmenuofi (1:20) cepuoil kncao-
tofi 10 pH 3—4. Otrousmior MeTaHoa, K oCTaTKy  JIpudasasnot
100 Ma BOAB 1 MACTOOOPABILIT TPOAVKT TPHKID IKCTPATHPYIOT
supoM topiaMu 1o 100 aea. DORPHBIT IRCTPART NPOMLIBAIOT
BOLOM 1 cywaT had cepHoxuceabM  patpurey. Tlocace  olronki
pacTBOPHTEAA OCTATOK NEPeroHAI0T B BaKYyMe, codHpas (pax-
o,  Kenswyio  upH 138—140°/2 max.  Buxo1 16,0162 2
(88,8—90,0%). np’ =1,5891.

1-(14-Bengoduokcan-2-ur)-1-(2,3-anoxcunponoxcu)stan. B
TPEXTOPAYIO KOOy eMKocTbio 250 a4, cHaOXeHHyio Meiuasikoi
no obpaThbiM  XOJOAWILHHKOM, [oMEIaKT 18,02 (0,1 mons)
(1.1-6ensoanokean-2-un)-1-s3ravona B 100 aa abconoTioro To-
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JyoJa H TIpH HePeMeIUHBAHHH H HArpeBAHHH MaJIeHbKHMH MOp-
uusaMu BHocAT 2,3 2 (0,1 r-ar) meTaasHYecKoro HATPHS, CMeCh
HarpeparoT Ha IeCOYHOH 6aHe [0 TOJHOIO PearHpOBAaHHS HATPHS
(okoso 6—8 u.). 3arem mpukanesanT 9,2 2 (0,1 MOJISI) cBexe-
NeperHaHHOro 3MHXJOPIHAPHHA H NPOJOJIKAIOT HArpeBaTh B Te-
qeHHe 6—8 4. Boimapmuni 0cagoxk XJOPHCTOLO HATPHS OThHAb-
TpOoBHBaIOT, MpoMbiBalor 100 ma abcomdorHoro togyosa. ®uib-
Tpar 2—3 pasa MpOMBIBAIOT BOAOH MopuusiMi 1o 50 ma u cymar
HajJ CepHOKHCJLIM HaTpHeM. OTTrOHSAIOT PACTBOPHTEAbL H MAcCJo-
06pasHLil ocTaTOK KPpHCcTaMAH3yior u3 100 ma cmecH a6coqor-
HBIH 3¢ Hp — merponefinufi spup (1:5). Boixog 14,2—145 ¢,
nin 60,1 —61,4% reoperHyeckoro KoJHUeCTBA, T. i, 98—99°
(mpum. 2).

1-(1,4-Bensonnokcan-2-un)-1-(2,3-smokcunponokcu) sraH,
C13H604, Moa. Bec 236,27—cBeT/io-KOPHUHEBBlE KPHCTAJMIB, XO-
poOIIO pacTBOPHMBIE B TOJyOJe, MeTaHO/e, aleToHe, PacTBOPH-
Mble B 3dupe, 6eH30Je H HepACTBOPHMBIE B BOJE, NeTPOJeHHOM

aupe.
Mpumeuanus

1. B cayyae mopbillleHHs] TeMIepaTyphbl peakmHOHHOM CPeikl
BbIlle 5°, BLIXOJ TPOJAYKTA CHHIKAETCS.

2. IlepekpHCTa/JIH30BLIBAIOT H3 CMeCcH 3(HpP—IeTposefi-
HBl abup (2:1). Temneparypa naasienuss 100—101°.

HApyrue cnoco6bl moayueHus

1-(1,4-Bensoanokcan-2-ua) sranoa u 1-(1,4-6enzonHoxcan-2-
H1)-1-(2,3-3MOKCHIPONIOKCH) 3TaH TOJYYEHB! TOJbKO OMHCAHHBIM
BBIlUE CIIOCOGOM.

5-BYTOKCH-6-XJIOP-2,3-0UTUAPO-5H-1,4-JHOKCEIMHUH

~ON, crel, 7ONN - ¢ n,0m /O”\
I I e l AN _—->i Cl
~No~ 1

\O_—\OC4H9

Ilpepaoxumu: H. B. Kysmenos, P. I Menux-
OranppXaHsH
IlposBepuan: T. A. Xauarypsn, B. 3. Xauarpsn

Moanyuenne

7,7,-Huxaop-2,5-0uokcabuyuraro-/4,1,0/-eenran. B monynnt-
POBYIO KPYIJOJOHHYIO TPEXropJyilo Koaby, CHaGXKeHHyl0 Me-
IUaJKOH, TepMOMeTPOM H O6pATHBIM XOJMOLHALHHKOM, IOMeI1aloT
nocaegopateabuo 50 ma xaopodopma, 150 ma XJAopHCTOrO Me-
tHaeHa, 2,0 e xJsopHctoro TpHsTHAGeH3nMamMmonus (TDBA),
43,0 2 (0,5 Moast) nuoxceHa (cM. «CHHTE3Bl reTeDOIHKJIHUECKHX
coenanHeHHl», Bul. 11, crp. 46) u 100 ma 509%-Horo pacreopa
eqkoro HaTtpa (mpuM. 1). Cmecp mepemewnBaioT npu 40—50°
B TeueHHe 3-X 4., HocJe yero npubasasor 100 ma soan. Opra-
HHYECKHH CJIOH OTAeJSIOT, ABaXKAbl TpOMBIBAIOT Bogo# (mo 150
Mma) u cymiar Haa cyaspatroM Mmarnus. [locsie OTroHKH pacteo-
pHTeJisT OCTATOK MEPEroHsIoT, cobHpas GPaKIHIO, KHISLIYIO TPH
86—88°/12 mm.
Buxon 67,6—71,0 2 (80,0—84,0%), nd’ 1,4995 (nmpum. 2).
5-byrokcu-6-xaop-2,3-0uzudpo-5H-1,4-0uokcenun. B moay-
JHTPOBYIO KDPYIVIOLOHHYIO KO0J6Yy, CHalXKeHHYI0 MellaJko#, Ka-
nejbHOH BODOHKOM H OOPaTHLIM XOJOAHJLHHKOM, TOMelalor
200 ma M-KCWJIOJA p HArpesaioT J0 KHIeHUsl. 3areM HpH Iepe-
MeIUHBAHHH OPHOaBJAAIOT 1o KamisaMm cMeck H3 50,7 e (0,3 mouns)
7,7-auxaop-2,5-1HoKcabHIHKA0-/4,1,0/-renrana, 28 ma GyraHosaa
i 45 ma tpustunamuHa (mpum. 3). I[lo oxkoHUaHHH NpHOABAEHHS
cMecH (OKOJIO Uaca) HarpepaHHe INPOAOJIKAIOT elle dac, Iocje
yero PEaKUHUOHHYIO CMeCh OXJAaXk/A4aioT H OTHHJIBTPOBBIBAKIT OT
phinasliesr conn. Ocanok Ha ¢uabrpe mpombiBaror 100 ma 2du-
pa. ®uabtparbl 06 bEAUHSAIOT, OTTOHSIOT PACTBOPHTENb H OCTATOK
TMeperoHsIIOT B BaKyyMe, cobupasi GpakIUHIO, KHIOAWYIO pu 14—
116°/11 mm. Brixog 43,5—48,0 ¢ uau 70,1—77 4% rteoperuye-
CKOro KOJIHUECTEA.
15



5-Bytoken-6-xmop-2,3-nuruapo-5H-1,4-1nokcennn, CoH;5C10;,
MoJ. Bec 206,68—0OecuBeTHas KHAKOCTb, pacTBOPHMAA B 60OAb-

IIHHCTBE OpPraHHUYECKHX pacTIBOpHTeJel, HepacTBOpPHMAs B BOJE
(mpum. 4).

Npumeuyanusn

1. Tlocsie mpubaBaeHHs IENOUH cMech HEOOXOIHMO OXJaxK-
naTh BOJOH, TAK KaK PeakiHA CONMPOBONKAAETCA 3HAUHTETbHBIM
BbleJCHHEM Tellia.

2. Tleperonky Heo6XOAHMO TPOH3BOAHTH B BaKyyMe He BHI-
e 15 mm pT. cT., IPH 3TOM cJeayeT co0JI0NATb BCe MepHI Tpe-
JDOCTOPOXKHOCTH, TaK KakK NpPH TeMmepaType Bblllle 120° mpoayxT
OypHO paausaraeTcs. /g mnpoBeaeHHs CAEAVIOLIEH CTAAHH HeT
HeoOXOQHMOCTH B TIeperoHKe, TaK Kak CHIpON NPOAYKT TOC/ae
YyIIAPHBAHHS DPACTBOPHTENSI JOCTATOYHO WYHCT.

3. IlpuGaBsrieHne cMecu TPOH3BOASIT C TAKOH CKOPOCTBIO,
uTOOBl TeMNepaTypa He mapaja HHxe 125—130°

4. TlpennoxkeHHBI MeTon siBJsiercsl OOGLIHM H IO3BOJSET

HoJy4aTh JoOBE aJKOKCH-, (EHOKCH- H ALHJIOKCHIPOH3BOIHBIE
9TOr0 psAzaa.

JApyrue cniocoGbl moay4yeHus

5-ByTtorcu-6-xm10p-2,3-nuruapo-5H-1,4-nHokcenus  noJiyueH
TOJLKO OINHCAHHBIM BHIIe CIIocoB0OM.

TUAPOXJIOPHU]L N-/3-(3,4-0IUMETOKCH®EHHIT)-
2-NPONEHUJI/TPUNITAMHHA

7 R\ ——QCH,

1

] | NH +’CICCH:CH~< \>fOCH3———>
\/\p[/ ’ A —

N —— N ———OCH,
C,H
—bﬁ—z—-S—);'l ” N ! I\|1H-CCH-CH< >~OCH3 _—

V\ vl 1
)
/\”__;l/\‘ /_.TOCH;,
—_ ! ’ —CH— --OCH
IV\N/ I\.IHCHzCH C <=> 3
n HCl

[Ipeanosxuan. JI. TI. Conomuna, 3. A. Mapkapsn
Mposepuan: A. B. Capxucsn, A. C. ABaksH

NoayueHue

Tpunramud 3,4-OumeToKCuKOPULHOL KUCAOTbL. B Tpexrop-
JAYI0  KPYTJIOJOHHYIO ko.16y emKocTbhio 200 ma, CHaomeHny?
MeIlaJKol M XOJOJHJbHHKOM, TOMENaiT 3.2 2 (0,02 mousi)
TpUnNTaMHHA H 2,2 M (0,022 moJisn) o”IpHaTH.HaMHHa B 50 ﬁﬁ
xaopodopma. CMech ox/axnaioT 10 0° u mpHu nepeMeumBag 4_
o xamasm mpubasasior 4,5 e (0,02 mous) XJOpaHrHapuaa 3,
JHMeTOKCHKOPHUHOH KHCJIOTH B 50 M2 xJjiopohopma. CMeclbone-
peMelHBaloT TPH KOMHATHOH TeMIlepaType B TeueHHE 6—10 u.,
OT(HJILTPOBEIBAIOT OT 00pa30BaBIUETOCH rHApOXJAOpHAA TPHH?N-I
MHHa, (QHJABTPAT TPOMBIBAIOT TOCIEAOBATENLHO 2u paCTBOEI "
kap6GoHaTa HaTpHA, BOJOMN, 2H pacTBOPOM COJSHOH KHCAOT
cHoBa BONO. XJIOPO(MOPMHEIH pacTBOp BHCYIUHBAIOT XJOPHCTHM
kajkcnHeM, PacTBopuTenb OTTOHSIOT, OCTATOK—TYyCTOE Macg%;
KPHCTAJAH3YIOT J0GaBienHeM 3¢upa. Bblxo;LOaMHna cocTa 4
er 49—5,0 ¢ (70,0—71,5%), T. WL 113—114° (GeH30/-anEeTO
reKC?‘PLIz)d'pox/zOpua N-/3-(3,4-0umeTorccudJeHu/z)-2-nponenul/zg6putjzl-
ramuna. B Tpexropayio KpyTJAoL0HHYIO K0JIGY €MKOCTHIO M17,
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CHAGXKEHHYIO MellaJKoOH ¥ OOPATHHM XOJOAUJbHHKOM, MOMellla-
1ot 0.81 e (0,022 moasi) amomoruapuaa autusg B 30 ma aéeo-
AOTHOrO 3dupa, oxgaxaaoT A0 0° W HeGOABIUUMH HOPUUSIMH
npubasasor 0,93 e (0,007 Moast) Ge3BOAHOIO TPEXXJOPHCTOIO
anoMuuns, CMech TTepeMeIlUBAIOT MPH OXJdaxaeHuu 15—20 MuH.
3aTeM MedseHHo npu 0° mpukaneBalor 5,25 2 (0,015 mous) TpMn:
TaMuga (3,4-AMMETOKCH)KOPHUYHOH KHCAOTEL B 30 ma cyXoro
reTparuapodypana. CMechr nepeMelUHBAIOT HPH OXJAaXKIeHUH
eume 2—4 u., 3ateM 6—8 u. mpH KOMHaTHOI TeMmneparype. Pas-
aaraioT 8—9 ma 1%-HOro pacTBopa eAKOro Hatpa, BHICYIUHBAIOT
HaJl CyAbdaTOM MarHHs. PacTBOpHTeAbL OTTOHSIIOT, OCTATOK—TYV-
croe Macao—pacteopsAoT B30 ma TI'D u nobasaeHuem 3¢)HpHof‘0
pPacTBoOpa XJAOPHCTOr'O BOAOPOAA A0 KHCAOH peaKIUH Ha KOHTO
0CaXAaloT I'HAPOXJOPHU aMUHAa, OTHUABTPOBHIBAIOT U OUHILAIOT
nepeocaxjenneM H3 100 ma cmecu MetaHoa—3dup (1:20).

Brixon 3.3—3,5 e, uau 59,1—62,7% TeopeTHUECKOTO KOMH-
yecTBa, T. ma. 128—130°.

TF'uppoxaopun N-/3-(3,4-1uMerorcudenna)-2-MpoOTNeHILA /T PUII-
taMuHa Co1HgsNoO9Cl) Mos. Bec 372,90—xpuctansuueckoe Be-
IecDPBO KPEMOBOIO IBETA, XOPOILUO PACTBOPUMOe B CHHPTE, XJAO-
podopMe, mAOX0 B aleTOHe; HepPacTBOPHUMOe B BOJe H 3dHpe.

Jpyrue ciocoGbl NoAydeHUs

Fuppoxnopua N-/3-(3,4-1uMeTOKCH(CHU) -2-TPONEHH/TPHTI-
TaMHHA NOJy4YeH TOAbKO ONHCAHHHIM BHIUE CHOCOOOM.

2,2-AUMETHJI-4H,
7H-1,2-AUTUAPONMUPAHO/3,4-c/TUPA3OJI

1 CHOH IS NH
N HoN—NH, - H0  H, ¢~ b H |
N NP2

IIpepnoxuau: C. A. Baprausn, A. C. Hopassh,
. I1. MawmGpesnH
[Iposepuau: A. II. Mxkprugy, C. T. Tluaocsu

MMonyuenue

B KpyraogoHHylo KOAGY eMKocThio 250 M, CcHaOXKeHHYIO
MelllaAKOIL, 06 paTHEIM XOMOAHJARHHKOM H TEPMOMETPOM, NoMella-
10T 50 ma abcoaoTHoro OeHsona, 8,12 r (0,052 mous) 2,2-auMe-
THA-5-OKCHMeTHAeHTeTparuapo-4-nupasnoda (mpuM. 1) H mo Kan-
gasM npubasasior 2,6 ¢ (0,052 mosas) ruapara THAPasHHa
(mpum. 2). Jlasi 3aBeplueHnst peakuun cMech kumstar 0,5—1 u.
OTroHSIIOT OpH MOHUXKEHHOM JAaBieHud O€H30J, a OCTATOK Me-
DEroHSIOT B BaKyyMe, coOupas Gpaknuio, KHOAWY0 [OpH
168°/10 mm (mpum. 3).

Brixoa 5,3—5,5 2, uau 67,0—69,5% Teopernyeckoro KoJaH-
yectBa (mpum. 4).

6,6- Lumetua-4H-6,7-quruapo-1H-nupano/4,3-c/nupazod.
CsH1oNosO, moa. sec 152,18—xkenTble KPUCTAANb, pacTBOPDHMEIE
B 3bupe, MeTaHoJae, alleTOHE.

MMpumevanuns

1. 2,2-TuMeTHA-5-OKCHMEeTHIeHTeTparupo-4-NupaHoH Hoay-

yey mnol.

2. Ha npubaBaeHnue YKa3aHHOIO KOJHYECTBa TIujpaTa IHJ-
pasuna tpebyercs 30—40 MuH.

3. Ilpu crosiHHu (GpakuHs KpHCTaAAH3yeTcd, T. M. 39—40°.

4, AHanoruyHeIM 06pa3oM H3 2,2-AHMeTHJATETParnjpoTHo-4-
NUPAaHOHA IHOJYYeH COOTBETCTBYIOUIHH HHPA30AOTHOMHPAH.
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HOpyrue crocoGel MoayueHus

2,2-Duvernn-4H, TH-1.2-purupponupano/3,4-c/nupason  1mo-
JyHieH TOJbKO OMHCAHHBIM Bhillle CMocoOoMZ.

\. A. C. Hopassan, P. T. Mupsoan, . I1. Maubpean, A [Il. Mipruan,
C. A. Bapranan, Apm. xum. xk., 27, 581 (1974).

2. A C. Hopasan, II. I1. MauGpean, C. A, Bupransu, Apm. xum. x.,
28, 224 (1975).

2.2-1UMETHJ1-4-(N-TTHPPOJUA N HUT)-
2,3-1UTUAPO-6H-MTUPAH

PN /\,/A
517 — b N
_—
\/ o \I\i]/ ~.
1
H,C CH, H G CH,

peanomunk: C. A. Bapranan, 3. A. AGrapan
Iposepuan: A. J1. TwoasGyaaran, C. T liiocan

Moayueunue

B KpyrA0JoHHYl0 KOJOY C HACAaAKOIl Nuua-Crapxa u 00-
pPAaTHHIM XOJOJAHABHHKOM [OMemaoT 25,6 2 (0,2 moas) 2,2-anMce-
THATETparnapo-4-nnpatona (cM. «CHHTE3pl TETEPOIHKIHUECKHX
coeanHeHHMA», BHI. 8, cTp. 30), 100 s2 aGcomoTHOTO eH3ona
17,0 2 (0,24 moast) nuppoanuHa. Peakunouiyio cMech KHIATAT
HOKa B JIOBYIIKe HAcaiKH He colepercs 3.6 ma Boab  (0KOJO
44.). Orrousiiot 6eH3o.1, OCTATOK MEPEroHsIOT B BAKYyMe, cobH-
past bpakiuio, KNIy MpH 118—120°/11 mm. Bruxon 27,5—
285 2 uan 759—78,7% TeopeTHuecKoro KoJHuecTsa.

2,2-ﬂnmemn~4—(N-nnpponum{mfm)-2,8—1mrmpo-6H-xmpan,
C11HsON, mon. Bec 181,28—06ecuserHad, TeMHeowWas NpH CTOA-
Wi KuAKOCTb (mpim. 1), XOpOMIO pacTBopHMas B OOBIVINX Op-
ranmueckux pactsoputeasx (npnm. 2), np" 1.5070, ds" 0,9928.

Mpumeuanns

I. Benedcrsue yvadoctofikoeri 2,2-userina-A- (N-mipposi-
sn) -2,3-auruapo-6H-mipan 1yuHo B3oITh B PCarimio 1e-
HOCPECTBCIHO NOCTC €70 HOJNYUeHHA.

2. PactropnTeny A01mHB GbiTh a0COTIOTHRIMIL, TaR KAK BO-
140 FHAPOJISYET HPOAYKT A0 HCXOIHBIX BEUICCTB.

Jlpyrue ciocoGnl MOAYYCHHSA

2,2-I1m\4eﬂm-4-(N-Hupponum{nm)-2,3—nnrnnpo—6H-ﬂupau
Boaviued TOJALKO ONUCAHHBIM  Bbillie crocobom’.

. ¢ A Bapransw u 3. A, Abeapsn, Apm. xum. k., 25, 609 (1972).
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5-(2,2-AUMETHJI-4-TETPATHAPONTHPAHHUJT)-4-
OKCH-3-THPA30JIHOOH

Ve Na, CICH,COOC,H; /™~
0 >CHO — 0 >~—CH~CHCOOC2H5——‘>
/\T A No~
H,¢ CH, H,C CH,
OH
|
CH
H2N_NH2 . ”20/-_ //\\
>0 —CH C=0
! |
0 NH-—NH

H,C  CH,

Tpemaoxnmu: P. A. Kyposu, H. C. Apyrionsa,
C. A Baprausau
ITposepuan: JI. A, Axonsn, A. H. MapkocsiH

MMoayueHnne

Jruaoseii apup 8-(2,2-dumerus-4-rerpasudponupanun)eiu-
yudnotl kucaorel. B tpexropayio xoaby emroctbio 500 ma, cHab-
JKEHHYIO Mellankoll, o0paTHHM XOJAO0AHJBHHKOM H TEPMOMETPOM,
novertaioT 150 ma cyxoro To1voaa u 11,5 e (0,5 r-at) nHatpud
H narpesaor npin 110° go pacmrapacHins Bcero HaTpud. Harpe-
BAaUHC NPCKPALHAIOT I YCKAT B XOI Mella ky. [Tepemeinsaior
A0 TeX 0P, HoKa HATPHA He NepeilleT B oUeHD MeJIKYIO CyCleH-
3HI0, OXJAaKI1A10T colepKHMOe KOAOu 10 25—30° 3atem mpu-
0anaIsIoT cmech, nplcotoiennvio us 71,1 2 (0,5 moas) 2,2-u-
MeTHJa-4-bopmuarerparuaponupana (npum.) n 61,2 ¢ (0,5 mo-
J1) 3THAOBOrO 3DUPA MOHOXIOPYKCYCHOH KMCJIOTHI ¢ TAKOM CKO-
pocTblo, YTOOB TemiiepaTypa He npeBbllata 20°. PeakKunHOHHY10
Maccy IepeMelllHBaloT 2 Y, NMPOMbIBAIOT BOAOH, 3KCTPArupyioT
3pupoM H 3upHBIK 3KCIPAKT CYIIAT HAJ CEPHOKHCJBIM MAarei-
eM. [Tocsie oTroHkn pactBoprTesneil 0CTaTOK MePeroHsiiOT B BAKY-
yMe, cobupast dpakuuio, kunsmywo npu 120—122°/2 mu. Boixon
82,1—85,6 2 (72,0—-75,0%), ng® 1,4620, d3 1,0590.
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5-(2,Q—lZuMeTu/z-4-TeTpaeudpomzpaHuﬂ)-4-orccu-3-nupa30/m-
Oon. Cyech 9,0 2 (0,04 mosst) sTHioBOTO 3dHpa B-(2,2-1uMe-
THA-4-TETPArwPONUPAHH) TAHIMAHON KHCIOTbL H 2,0 2 (0,04
MoJIst) THApATa THJApasdHa, HArPeBaloT B kosbe ¢ o6paTHBIM XO-
Joauabuukom mpu 100—110° B Teuenne 30 MHH. [To oxnaxie-
[N peakUHoHHAs Macca KPHCTalIH3yeTCs. [TosyueHHBIC KpHC-
Taa/bl OTGHILTPOBBIBAIOT 1 MepeKPHCTALINZOBbIBAIOT M3 CIHD-
ta. Buxox 5,8—6,1 2, nan 66,6—70,4% TteopeTHyecKoro KoJM-
yecTBa; T. mJ. 144°.

5-(2,2-ﬂnmeTuﬂ-4-TeTparn}lponnpamm)-4—0Kcn-3-nnpa3<mu—
nou, CioHsN20s, Mon Bec 214,27—06ejoe KpHCTALIHYCCKOE BC-
1lleCTBO, paCTBOPHMOE B CIHpTe, alETOHE 1 s¢upe, HepPacTBOPH-
Moe B Xjopodopve H MeTpoJeinHoM s(upe.

MpumeuaHue

[IpHMEHSIOT CBeXeneperiaunbiil anbiern, KOTOPbH MOy
yey mo MeToyl.

Jpyrue cnocodsi noayieHus

5- (2,2-IluMeTn-4-TeTparuAponupatu) -4—oxcn;3-nnpaaonu-
7OH TOJYYeH TOJIBLKO OINHCAHHbIM BHILIE crocobom?,

1. P. A Kyposn, H. C. Apyrionas, C. A. Munacau, C. A. Baprauin,

Apm. xum. x., 30, 514 (1977).
2. P. A. Kypoan, H. C. Apyrionan, C. A. BapTaHst, ApM  XHM. XK.

33, 228 (1980).
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24-IUMETHATHOHAPTEHO/2,3-c/MHPUIHH
CH,

/\“___v /\\'/ NH, /\ /CH3
b 60— J N
NN \/\S NF

| _ |

CH, CIO, CH,

Ilpennoxuau: B. M. Hyaenko, C. B. TosakyHos,
H. H. Aunexcees
Hposepusu: I'. JI. Hanass, C. M. [asTsH

MlonyueHnne

B xpyraopounyio xoaby emkoctbio 100 ma, cHabKeHHYO
06pPaTHBIM X0J0AHABHIKOM U ra30N0ABOs el TPyOKOi, NoMera-
T cycreHsuio 2 ¢ (6,36 M Mmosst) nepxqaopaTa 2,4-THMeTHJTHO-
HadTeno/2,3-c/mupuaus B 25 M4 3THWIOBOTO CHUPTA H OPOIYCKAIOT
B TeueHde 30 MuH. raszoofpasHbil ammHaK. 3aTeM PacTBOP KH-
OSATAT Ha BOJsiHON 6aHe B TedeHue 30 muH. OXsaXKnawT, BHJIHU-
Baor B 100 M2 X0J0AHOH BOABl M [BayKABl 3KCTPATHPYIOT 3¢u-
pom ropuusiMmy 1o 50 x4, DKCTpPAKT cyliaT HaJ eJKHM Kaad U
oTroHsitor s3¢up (npuM. 1 n 2).

Brxon 1,22—1,29 ¢ nan 89,8—94,4% TeopeTHUyecKOro Ko-
JaupyectBa; T. mwi. 95—96° (u3 crupra).

2,4-Ilumeruntuonadreno/2,3-c/unpuauy, CizHi SN, Moa. sec
213,30—6enble KPUCTAJIBl, pacTBOPHMEIe B OOLIYHBIX OpraHuve-
CKUX pPaCTBOPHTENsX.

NMpumeuaHus

I. AHajorHuHo U3 Ilepxjopara 2-MeTH/-4-3THATHOHADTE-
1o/2,3-c/nmupunusi, 2-mMeTw/-4-nponuatruoHadTeno/2,3-c/MUPUIHs,
2-MeTHI-4-6yTHATHOHADTEHO/2,3-C/NIUpHIUST MOTYT OBLITh TOJAydYe-
HBl COOTBeTCTBYIOILME THUOHA(TEHOIHPHIHHHL

2. TuoHadTeHONMUPUAUHB YNOOHO BEINENAATH B BHAe THAPO-
xa0punoB. JlAs 3TOTO K pacTBOPY NMUPUAHMHA B apeToHe NPHOAB-
JASIOT KOHIEHTPUPOBAHHYIO COJISIHYIO KHC/IOTY 10 KHCJAOH peak-
nuu. HepacrBopumble B anetroHe KPHCTAJJbl THAPOXJIOPHAA BHI-
HajfaloT B 0CafoK, HX OTQHUAbTPOBHIBAIOT U HNPOMEBIBAIOT 3 HUPOM.

Jpyrue cnoco6bl nony4eHus

2,4-IluMmeTunTHOHA PTEHO/2,3-C/IUPUIHH TIOJyYeH TOJBKO IO

OTIHCAHHOMY BBbIllle CNOCOO6Y.
24

2,2-IUMETHJI-4-XJIOPMETOKCUTETPATHJAPONIHPAH

H, ,OH Hy ,OCH,CI
>/\ CH,O,HCl X
e ) eom
-~ <
N0\ cH, N0 \cH,

IMpemaoxumu: A. O. Tocymsm, C. A. Bapraugy,
K. B. Kasapsu
Mposepumu: M. P. Barnacapsan, 1. O. Canonpxsu

MoayueHnue

B kpyrionoHHyw Koa6y eMKocTbio 250 ma, CHAGXKeHHYO
Mellla/iKOH, TepMOMeTpoM, OGPAaTHHIM XOMOJMJIBHAKOM H TPYO-
Ko# mJist MOfayy XJOPHUCTOrO BOJOpOJA, MOXOAsIIeH [0 JHA KOJi-
661, omemator 39,0 e (0,3 Moss) 2,2-nuMeTHATeTPATUAPO-4-1H-
panosa (npum. 1) u 12,0 2 (0,4 monas) mapadopma (IPHM. 2).
[Ipu mnepemelmuBaHMM IIOJAlOT B KOJOY 4Yepe3 NPOMBIBHYIO
CKJASIHKY C KOHIIeHTPHPOBAHHOH CePHOH KHC/IOTOH TOK XJIOPHCTO-
ro sonopona npr 0—>5°. [Tonauy XJaopHCTOrO BOJOpPOAA MPOAOI-
JKAIOT 10 TOJHOTO HCUe3HOBeHHst ocajfkKa. 3aTeM pPeaKIHOHHYIO
cMechb 3KCTparupyioT sdupom, 3pHPHBIA SKCTPAKT NPOMBIBAIOT
KOH[eHTPHPOBaHHON coasiHofl Kuciotoft (~10 ma) n  cymar
XJODHUCTHIM KajbpreMm. DGUp OITOHAKT H OCTATOK IEPETOHSIOT
B Bakyyme, co6upas (ppaknHio, KUY DU 80—85°/3 mm. Tlo-
aydarotr 36,0 e 2,2-1uMeTH/-4-XJI0PMETOKCHTETPATHAPONIHpPAHA,
KOTOPHIH MOABePratoT NOBTOPHOH NeperoHke, cobupast Gppaknuio,
kunamywo nupa 81—82°/3 mm.

Brixon 31,2—33,5 e, man 60,0—66,3% TeopeTHUECKOTO KO-
JIHYeCTBA.

2, 2-JuMeTU1-4-X10PMeTOKCUTeTPATHIPOIINPAH, CsH 5CIOs,
MoJl. Bec 178,67—6ecnBeTHas KHAKOCTh CO CBOeoOpasHELM 3ara-
XOM, XOpolno pacTBopUMasi B 3¢upe u GeH3ouse; B Bofe pasJfara-
etcsi. [Ipy CTOSIHHHM BelleCTBO INPHHHMART CBET/IO-2KeJITYH OK-

packy.
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MpumeuaHus
1. 2,2-JlumeTHATETPATHAPO-4-ITUPAHOJ NOJNYUEH IO metony’.
2. Bmecto nmapadopMa MOXKHO HCNOJb30BaTh TaKxe (op-
MaJluH,
Jpyrue cnoco6bl NoAyucHust

2,2- J[UMeTHI-4-XJOPMETOKCUTETpATHIpOITHpaH HOJIyU€eH TONb
KO OIHUCAHHBIM BBIIIe CHOCOOOM.

1. A. 0. Tocynan, M. P. Bazdacapax, C. A. Baprausan, O. M. Asakan,
0. C. Hopasan, Xum. dapm. x. 12, (Ne 9), 56 (1978).

6,7-1HMETOKCH-1,2,3,4-TETPAT U POH30XUHOJIHH-4-
CINUPO-4-IIUKJIOTEKCAHOJI

OH OH
i !

CHSOI/\”/\ CH:O e o— @ N N

CH,O C|Hz CH,0 LI L
O~ NH, A V4

Mpennoxuan: JI. 1. Tuprxanos, 3. A. Mapkapau
Tposepumi: A. A. Areks, K. C. ApycramsaH

MNonyueHHe

B Tpexropayio KpYTJIOLOHHYIO KoJ6y eMKoctbio 50 M4,
cHaGKeHHyI0 MellaJKod, oOpaTHbIM XOJOJAUJBHUKOM H KalleJb-
HOWl BOpOHKOM, NMoMemaioT 5,3 & (0,02 moust) 4-(3,4-numeroxcu-
(eHuI) -4-aMHHOMETHJIUKJIOTeKCAHO A (npum. 1) u 1o KaIjiaM
npubasasior 4,0 ¢ 20%-Horo ¢opmaluia. CMecb HarpeBalT Ha
kunsimesi  Bojsinoil 6aHe 2 4. o oXsaxkaeHHH 3KCTPaTUPYIOT
30 ms GeH30Ja, OEH30JbHBIA 3KCTPAKT IPOMBIBAIOT BOJIOH H OT-
rOHsIIOT pacTBopHTeab. OCTaTOK pacTBOPARIOT B 4 ma 20%-Ho#
CoJIsTHOD KHCJOTHL H BbllapUBalT 1oCyXa Ha BojsiHOH OaHe.
Ocratok pactBopsitor B 10 a2 BOZBL, nobapasior 40%-Helfl pact-
BOp eJKOro KaJH JI0 NIeJOUHO# peaKkiHu U 3KCTparupyior OeH-
3oq0M (3 pasa 1o 20 ma). Ben3oJpHBIH  3KCTpPaKT CcyliaT Hal
CepHOKHCJIBIM HaTpHeM, OTTOHSAIOT PacTBOPHTEID. Kpucranaude-
CKHHl OCTATOK IepeKpUCTaJJIU30BbIBAOT U3 30 ma cMecn OeH-
som1— apup (1:1).

Buixon 3,4—3,7 r, WJIH 61,8—67,2% TeopeTHIeCKOro KOJH-
yectBa; T. M. 169—170° (mpuM. 2).

6,7-ﬂI/IMeTOKCI/I—1,2,3,4-TeTpaFI/I,leOI/I3OXI/IHOJII/IH-4'CIII/IpO—4'-LLI/IK-
gorekcanod, CigH2sNOs, MoJ. Bec 276,36—06eqble  KPHCTAJLIDL,
pacTBOpUMble B OOBIMHBIX OPTaHHYIECKHX pacTBOpHTEJAX H He-
pacTBopuMble B BOJIe.
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[TpuMeyaHus

1. 4-(3,4-JIumMerokcuderui) -4-aMHHOMETHI LHKIOTEKCAHO
1oJydeH BOCCTAHOB/IEHHEM HHTpHJIA 4-ruppoxci-1-(3,4- muMeTok-
cu(peHm)unKnoreKcaH-I-KapGOHOBoﬁ KHCJIOTBl  aTIOMOTHJAPHAOM
autia ¢ 77,5%-HEM  BbIXOHOM!.

9. CumelleHneM OeH30/bHOTO pacTBopa OCHOBAaHHA c 3(¢Hp-
LM PACTBOPOM XJIOPHCTOTO BOAOPOAA IOJAYYAIOT [HAPOXJIOPHI
6,7-aameToKCH-1,2,3,4-TeTparupoH3oX HHOAHI-4-CcTHPo-4 - L HKJIO0 -
rexcasona; T. I 245—247°

I pyrue cnoco6bl noayuenns

6,7-Humetokcu-1,2,3,4-TeTparuipoH30XHHO.THH-4-cTHP 0-4 -
LHMKJIOTEKCAHO MOJVUeH TOJbKO ONUCAHHBIM BHlle CHOCOOOM.

1. A A, Aeerxan, JI. . Tupdacanos, 3. A. Maprapan, Apm. xum. XK.,
31, 689 (1978).

N-8-(3-UHAOJIUIT)3THI/-3-METHJI U30KAPBOCTHUPHJI

(T‘HZCOCHJ
N ./\' /\——COOH //\__‘
L0 | — 1 o
\/\[\‘I/ N \/\I\ll/CH “/N\(/
| 3
) )
7

Hpemominn: @. P. Ilnposan, B. T. Aseran
ITpopepuu: K. I'. Akonan, JI. JI. Oranecsn

lloayuenue

B KpyrioaoHHYl Koafy eMKocTbio 500 M4 TOMeILaioT
6,4 2 (0,04 monst) Tpunrtamuua, 8 2 (0,04 MoJid) 0-aueToHHJIOCH-
30fHol KAcaoTH (TpuM.) u 300—350 ma Kenaosa. CMeck KHilsi-
TAT B aTMocdepe azora B Teuenue 7—8 U., noc/ie 4ero oTrousion
okoao 200—250 ma KcuJaoaa. Buijgenuslidecd KpHUCTAMNABL  OT-
(UALTPOBHIBAIOT, MPOMBIBAIOT HAa (QHJILTPC 20-—30 aa sTanoda.
3arteM TEPEKPUCTAJIH30BBIBAIOT M3 20 ma cmecn Ocisoa -
cuupr (2:1).

Buxoa 9.0—9.3 &, mmi 73,7—76,2% TCOPCTHUCCKONO KO-
qeetsa; T. wa. 219—2200,

N-/B- (3-Mnzoana) 3T /-3-MeTHAH30Ka pOoCcTupILT, Cool 115N O,
Mo, pee 302.38—KpHCTAAAHUCCKOC BCUICCTBE CHCTAO-RPEMOROTO
IBeTa, XOpOlo PACTBOPHMOC B auertole, X10poopye. nepdvt-
popivoc B Boie, adupe.

lMpumeuyaHnue

Hexoanast o-aneToHda6eH30AHas KHCJI0TA HOJYUela 1o Ipo-
micn Taptaes!, BugonsmeHenioi bawmrem o COTPYAIHKAMHZ,
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Hpyrue cnoco®bl noaydeHus

N-/8- (3-Unnonun) aTua/-3-MeTHIN30KAPpOOCTHPHI  NOJIYYeH
TOJIBKO ONHCAaHHBIM BHIe crocoGoms.

1. W. R. Hurtley, ]. Chem. Soc., 1870 (1929).

2. D. G. Buchley, E. Ritchie, W. C. Taylor, Auster. J, Chem., 22
(3) 577 (1969).

3. @, P. lupoan, B. T. Aseran, I'. T. Taresocan, Apm. xum. x., 27,
978 (1974).

KAJIMEBAS COJIb
5-KAPBOKCH-2-2YPHJICYJIb®OKHUCJIOThI

HSO.Cl
1 50, [ IR ]
\O/A COOH ——> | HO,S N0~ COOH_-—>

KOH M
—> KOs /”—(JOOH

Mpepnoxuau: O. JI. Mugxosas, B, A. lkyres
Mposepuan: JI. C. AGossin, A. WU. l'eBonasn

NonyyeHne

B udeTbIpeXropsyo KpyrJoAoHHYIO KOJ6Y eMKOcTbio 250 ma,
CHafXKeHHY MellaJKol, O6pPaTHBIM XOJOAWJIbBHUKOM H TepMO-
merpoM, mnoMermawT 100 ma cyxoro =xaopodopma u 28,0 &
(16 ma; 0,24 monda) xuopcyabdonosoit KucaoTel. CMech Harpe-
BatoT A0 H0° W npu rnepeMeNIHBAHUH INPHOABJIAIOT HEGOJBIIHMH
nopuuamu 224 ¢ (0,2 moasa) $ypaH-2-Kap6OHOBOH  KHUCJOTHI
{cM.  «CHUHTE3Bl TeTepOIUKIHIECKHX COeJMHEHHH», BHI. I,
ctp.54) B Teyernue 15—20 mun. (npuMm. 1, 2). Ilo okoHuaHuu
npu6asjeHds cCMech BHAep:KHUBatoT 1pu H0° 10 npexpauieHua Bbi-
JeJleHHsl XJOPHUCTOTO BOAOPOAa {okoJjo 3 u.). XsopodopM OTTO-
HAIOT TpU TOHHKEHHOM JaBJE€HHH M OCTABlIylOCs BA3KYH uyep-
HY0 Maccy o6pabatnBaior 10—15%-HEIM pacTBOpOM eAKOTO Ka-
au 1o pH 8. K rosnyueHHOMY TeMHO-KODHYHEBOMY pPacTBOPY JO-
6aBaA10T 1 ¢ aKTHBHPOBAHHOTO YIVIA, CMeCh HaTpeBalOT A0 KH-
neuua d QuapTpyoT. PuAbTpPaT NOAKUCAAIOT KOHIEHTPHPOBAH-
Ho# codaaHo#t kucsotod go pH 1 uw oxuaxknaioT. Beinaslmii oca-
JOK OT(UALTPOBHIBAIOT, NMepeHoCcAT B (papdhopoBylo UalllKy H Cy-
miat npu 100°. Beixon 38,0—40,0 e, uau 82,5—86,9% rteoperuue-
CKOTO KoJuuecTBa (IpuUM. 3).

Kanmerasa coap 2-(5-xap6oxcu) PypHicyabPOKUCIOTH,
CsH3O6SK, mou, Bec 230,24—MenkoAuCIepCHOE BeIIeCTBO CEpo-
ro 1BETd, XOPOIIO pacTBOPHUMOE B BOJe.

NMpumeuaHus
I. TIpu mo6amieHun mnepBBIX NOpuUA QypaH-2-KapGOHOBOH
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KyCJAOTHl Temneparypa vpeaKuHom/{of& CMECH 11eCKOJbKO NMOBHILA-
eTcsl, OAHAKO B JajIbHEHLICM HEODXOLHUMO HarpeBaHHe.

2. Tlpu yBeJMYEHHH 3arpyskH Hatbawonaetrcs obpasoBaHUC
TBEpPAOrO oCaiKa H BBHIXOA OCHOBHOPO TIPOAYKTA yMeHhI[IaE;TCﬂu.
3. IMosydeHHBI MPOAYKT AOCTATOMHO HHCT JUISE peaKitHi
noJiydeHHns COOTBETCTBYIOLLMX JHXJOPAUTHAPHAOB W AHAMHAOB.

Jpyrue cnocoGul noJyyeHns

CyabdodyparnkapboHoBas KHCJIOTa fmaa mnojyueHa Aei-
crreM oJeyMma,?® cepHo# kucaoTH? Ha $ypan-2-rapboHoBYyIO

KHCJIOTY.

1. H. H. Hodson. R. R. Davies, . Chem. Soc., 806 (1939).
5 Schwanert A. Ann., 113, 268 (1860).

3. J. F. Soully, E. V. Brown, J. Org. Chem., 19, 894 (1954).
4 H. B. Hill, W. Palmer, ). Amer. Chem. Soc., 10, 373 (1888).

3-(1-KAPBOKCH-1-H30XPOMAHHJ)
NMPONMHOHOBAS KHCJIOTA

N TN NN N TN
[ oCt=CHeN [ b 1 | 6
(N EN CH,CH,CN HOOE  CH,CH,COOH

[Tpennoxuan: A, T. Camonyposa, . A, Mapgrapsu
Mpoeepum: C. O. Baprauan, A. C. ApaksiH

MMonyuennue

I-Luan-1-(2-yuansrtur)usoxpoman. B JUTPOBYIO TPEXTop-
JYIO KPYIVIOAOHHYIO KOJOY, CHAaOKeHHYI0 Mel1aJkod, 0OpaTHBIM
XOJIOJIMJIbHHKOM, KamnejgbHOH BOPOHKOH, moMewatot 23,85 2 (0,15
modda) l-nwannzoxpomata (npum. 1) B 35 ma GeHsona U 15 Ma
cBexRenpHurotoBeHHoro 409%-Horo MeTaHOJBHOTO pacTBoOpa THA-
pOOKHCH TeTpasTitnaMMoHus (mpum. 2). K cogep:uMoMy npH-
KanusatoT pactBop 15,9 ¢ (0,3 Moast) cBexeneperHaHHOro akpH-
JoHutpuaa B 50 ma  BGeH3osia U KunATST B TeweHne 6 4. Peak-
ILHOHHYIO MacCy OXJIa)KAamoT JeasHoll Bofo#d no 0° u noaxucns-
10T comlstHoft kucaoToit (1:5) po pH 3—4 (npum, 3). Opranirue-
CKHA CI0H OTAESIOT, BOAULIH 3KcTpardpyioT 2—3 pasa shupom
no 100 ma. O6benHHeHHDIH 3KCTPAKT M OpraHHueckiii c.aofi cv-
AT Haj TPOKAJEHHBIM CEePIOKUCABIM HATPHEM M HOCJHC OTIOMKH

pPACTBOPHTENS 11 HENPOPCATHPOBABUICTO AKPINIONUTPILIA OCTATON
HCPCromsoT B BaKyyme, codupas dpakunro, gaaauyio npin 178 --
180°/2  mar.

Buxon 22,8—22,8 ¢ (70,1 —71,7%). T. wir 63 6V (uza
CHipra).
3-(1-Kapbokcu-1-uzoxpomanur) nponuonosas  ruciora, B

TPEXTOPAYI0 KPYLJA0A0IIIYI0 koaly, emrocThio 250 s, cuadmeir-
HViIo MCUIAJAKOH, 00DAaTHBIM XOJMOAHJIBHHKOM, Kamedblol Bopoil-
Kofi, nomemaror 21,2 2 (0.1 monas) l-gwas-1-{2-1pransTia) uso-

xpomana u 14,0 ¢ (0,25 Monsi) ruapookucH Kajus B 150 ma
50% -noro aruaosoro cnupra (mpuM. 4). Cmech KHIATAT Ha BO-
Juinoft Gane B TeueHue 8 4., 3aTeM OXJAuKA3I0OT, OTTOHAIOT 3TH-
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JIOBBIfl CIHPT, OCTATOK pacTBOpAOT B 50 a2 BOABI H MPOMbLIBAIOT
spupom 2—3 pasa no 50 ma. K BOJHOMY CJIOIO, OXJIazkK1€HHOMY
JIefIIHOH BOAOH, TpPUKANbLIBAIOT KOHLEHFPHPOBAHHYIO  COJIAHYIO
KHCJOTY 70 KHCJIOH peakunn Ha JjJakMmyc. BoinesuBinneca KpH-
" cTa/ibl OTQHILTPOBLIBAIOT U [epPeKPHCTANIH30BEBAOT H3 50 M2

BOJbL.
Boixon 19,8—20,2 2, uau 79,2—80,6% TeopeTnueckoro Xxo-

JuyecTBa, T. ma. 158—159°.

3-(1-Kap6oxcu-1-u30XpOMaHHuJ/) IPONUOHOBAsA  KHCJOTA,
Cy3H,40s5, Moa. Bec 250,26—KpucTalinieckKoe BelleCTBO GeJioro
1(BeTa, XOPOIIO PACTBOPHMOE B aueTOHe, CIHpTe, a(upe, TOpAUeH
BOje, YMepeHHO B XOJIOAHOH Boje H GeH3oJe.

NMpumeyaHus

1. 1-lluanusoxpoMaH ToJydYeH B3zaumojeiictBuem 1-GpoMu-
30XpoMaHa ¢ LHAHHCTOH MeJbl0 B cpefe Me3HTEeJeHa MO MeTO-
nuKe!.

2. IlpumeneHHe THAPOOKHCH TETPasTUIAMMOHHUA, NOJTyUeH-
HOro 1Mo MeToAHWKeZ, TMPUBOAUT K MOBBIIIEHHIO BBIXOJa [-uuan-1-
(2-umanstua)H30XpoMaHa Ha 209% mo cpaBHeHHIO ¢ MeTOHKOHS.

3. OxsaxjeHdue HeoOXOJHMMO AJd TOJyUeHHs YHCTOrO Ipo-

NyKTa.
4. TlpoucxonuT pasorpeBaHue CMeCH W OKpallMBaHHE B Kpac-

HEIH IBeT.
Jpyrue cnioco6nl NoJyYeHHS

3- (1-Kap6okcH-1-H30XpOMaHuJI) TPONIHOHOBAs ~ KUCJOTA  MO-
JeT GbITh MOMyYeHa KHCAOTHHM THIPOJIH3OM mo >4

1. A. JI. Mudxcoan, B. E. Badaaan, A. H. Cadaruepos, A. I. Canody-
posa, Apm. xum. x. 26, 486 (1973).

9. D. G. Cricnton, J. Chem. Soc., 91, 1793 (1907)

3. H. Bochme, K. Lindenberg, Arch. Pharm., 301, 544 (1968).

4. A. JI. Mudwosn, B. E. Badaran, A. I. Camodyposa, A. H. Kapa-
neran, 3. A. Mapxapss, Apm. xum. x. 26, 591 (1973).

5-MEPKAIITO-2-(4-3TOKCHUBEH3 U J1)-
1,3,4-TUAAHNA30J]

— N—N
HyS0, o ] I
2C,H, 0 >CH CNHNHCS 7/ Ncpal |
2 <__, 2C N C}}qK —> 2C,H,0 CHZI\S/ISH
- O ‘S Tre—

Ipennoxuau: T. P. Oscensn, A. X. ABerucsiu
IIposepumu: D. P. Hunansan, A. C. Ilerpocan

NMonyuenmue

B KpyTJIOJOHHyIO TpexXropiyio KoJaly eMKOcTbio 250 ma,
CHaOXKeHHYI0O MeIlaJKOH W TepMOMeTpOM, TOMemaloT 140 ma
KOHIeHTPUPOBaHHOH cepHolt xucaoTe (d=1,84). K oxmaxnen-
HOR o —2° CepHOH KHCJIOTe NpH SHepIHUHOM TepeMeliUBAHUU
npu6aBJdl0T B TeueHHe 2 U. MaJeHbKUMH mopuuamu 30,8 2
(0,1 mous) xkanmeBo# coau 1-(4-3T0KcHDEHHUIANETO) AUTHOKAP-
$a3uHOBO# KHUCJOTE (NpuM. 1), cjena 3a TeM, 4TOGEL TeMIlepa-
Typa CMecH He mnpeBnlinaja 0°. IlepemelnuBaHue W oOXJaxkfeHHe
IPOJOJIKAIOT A0 MOJHOTO pacTBOpeHHA coJu (npuM. 2). 3ateMm
MOJIYyYeHHYI0 CMeCh MeJJeHHO TIPUJIMBAIOT K | K2 KOJIOTOrO JbJa,
npH 9TOM 00pas3yloOTCsi KPHCTAJIB. BbINAaBUIHi OCafi0K OT(HHUIBLT-
POBBHIBAIOT, ABaXKAbl MPOMBIBAIOT Ha (PUJILTPe JIeAAHOH BONOH
nopuusaMH 1m0 500 x4, BHICYIIHBAIOT Ha BO31yXe H MepPEKpHCTAJ-
sm3oBuHBa0T U3 130 ma MeraHoJa. '

Buxonx 13,7—14,1 2, nan 54,3—55,99 TeopeTHuecKoro Ko-
JupdectBa; 1. mwia. 130—132°

5-Mepkanro-2- (4-3ToxcubeHsua)-1,3,4-tTuauason,
C11H2N2S20, Mou. Bec 252,37—06e0e KpHCTALINUECKOe BEIECT-
BO, pacTBopuUMoe B {eH3oJle, XJ0podopMe, mjIOXO PaCTBOPHMOE
B almeroHe, MeTaHoJie, 3TaHOJe, HepaCTBOPHUMOe B BOJe.

NMpumeuanus

10. KasueBylo coab 1-(4-3ToKcH(peHHIaLeT0) TUTHOKAPGA3H-
HOBOH KHCJOTH ¢ T. MI. 149—151° moaydaTt ¢ BHXOAoM 85—
90% wu3 runpasuna 4-3TOKCUPEHUIYKCYCHOH KHUCJIOTHI!,
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9. D710 cBUAeTeJbCTBYyeT 00 OKOHUAHHH peaKuHH. JanbHell-
1llee TepeMelllHBaHHEe IIPH 0% He mnoBblIaeT BHIXOJA.

Jpyrue cnocoObl moNy4eHH s

5-MepkanTo-2- (4-3TokcHGen3uI) -1,3,4-THaanason  HOJyden
TOMLKO ONHCAHHBIM Bbillle CIOCOOOM.

1. «CuHTe3bl TeTePOLHUKINIECKHX coequnenuii», 5, 9 (1960).

2-METHJI-4-ALLETOHHJI®YPAH

CH,CI
/|\. NaOH nj—CHZCOCH:,
|l AN

e Vo7 Ve, HaC
Cl07

Mpennoxuan: B. M. Hynenke, B. M. Tonsx,
JI. B. HOynaenko, H. H. Aunekceen
Ilposepuau: A. O. Tocyusn, J. O. CanoHmxksH

lNlonyuenmune

B rmoayauTpoByio KpyrioaoHHywo KoJaly, cHabGKeHHYIO 06-
paTHBM XOJOAHJABHHKOM, NMoMemator 5,0 ¢ (0,019 moasn) 2,6-gu-
MeTud-4-XA0pMeTHANIUPpUNHKITIepXJdopaTa (cM. cT1p. 50), pacreop
1,6 2 (0,04 moss) eakoro Hatpa B 20 ma BoAW u 300 M4 gHUMe-
Tuidopmamuga. PeakyHoHHy CMeCb KHUNSITAT B TedeHHe 4 u.
Otrousiior 200 ma puMerwiadopMaMuga, a 0CTaTOK NPHIHBAWT K
200 m2 Boabl. BuigeauBIIHiAcs OpraHHueCKHH CJAOH SKCTPATHPYIOT
JBaXKABl 3GUPOM NOPUUAMH IO 75 ma. DbUpHLE caoll npoMblBa-
10T ABaXKAB BOAOU NopuusiMd no 150 maz ¥ BHCYWIMBAaiOT Ham
NpoKaJeHHBM CepHOKHC/AbIM HaTpueM. llocie oTroHKH pacTBo-
pHTe/st OCTATOK MepeTOHSIOT B BaKyyMe, co6Hpas (pakyHuio, KH-
nsyo npu 88—89°/3—4 mam,

Boixon 1,6—2,1 e, uau 60,0—80,0% TeopeTHueckoTro KOJH-
yecTBa.

2-Metua-4-agetonundypan, CsHi¢Oy, Moa. Bec 138,17—rmoxa-
RU2KHAs 2JKUJKOCTb CBeTJ0-XKeJTOTO IlBeTa, pacTBOpUMas B o0blu-
HBEIX OpraHuueCKHX pacTBOPHTe]sX U HepacTBOpHMas B Boje.

HOpyrue cnioco6bl NoJAyYeHU s

2-Metun-4-aueToOHUAGYpaH MOJAYUEeH TOJBKO OIHCAHHBIM
BhIIIe crnocoBom 2,

1. B. H. Hyaenxo, H. H. Aaexcees, B. M. I'oasx, JI. B. [Hyarenxo,
XIC, 1135 (1977).

2. H. H. Azaexcees, B. M. I'oasr, JI. B. Hyasenxo, B. H. Mapuenxo,
B. H. Hyaenro, Asropckoe csugetensctBo CCCP Ne 539882 (Broda.
usobp. Ne 47, 1976).
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2-METHJ-4,6- I HOKCH-5-ALETUJIAMHHOINIUPUM U NH

NH COOC,H;, OH
P | CH,0ONa /\
CHC? L HC 4-HCNHCOCH, —— K UNHCOCHJ
NH, ! | |
COOC,H, Haly O
Ipegaoxuiu: P. T, Meink-Oranaxangn, T. A,
Xauatypsax

Tlposepusu: A. B. Xexosnn, H. I'. Tacnapsan

ITonyuenne

B moayiuTpoBO# KPYIJOAOHHOH Ko0jAGe, cHAOMKEHHON Me-
waakof ¥ 06paTHHIM XOJIOAHJIBHHKOM C. XJIOPKAAbllneBoH Tpy06-
KOH, IPHIOTOBJASIOT MeTHJaT HATpHs U3 13,8 2 (0,6 r-at) Meras-
andeckoro Hatpus u 300 ms abCOMIOTHOrO METHJAOBOTO CIHPTA.
3atem npu mnepeMmelnBanupg npubasisiorT 43,4 e (0,2 moas)
AMITUIOBOrO 3Hpa aUEeTHIAMHHOMAJIOHOBOH KHCAOTH (Tipum. 1),
18,9 ¢ (0,2 M0a) rHApPOXJODHAA aueTaMujiuHa (npHM. 2} u Ha-
rpeBaiOT Ha BoAsiHON 6ane 3—4 u. BHIMaBIIMA OCaffoK OTHHJb-
TPOBEIBAIOT, PACTBOPSIOT B MHHHMAJLHOM KOJHYECTBC KuUMsrel
Boabl (0oxkosio 110—120 ma), MOAKUCIASIIOT KOHIEHTPHPOBAHHOM
CONSIHOM KHeJoTo# 1o pH 4-—5 u ocTaBasiioT Ha HOUb. Bnimas-
UIHEe KPHCTAMIB OTQHIALTPOBLIBAIOT, MPOMBIBAIOT  HeOOJbLIHM
Ko/iyectBoM (30—DH0 ma) cmupTa M cywar.

Buxoa 30,56—32,0 2, unn 83,3—87.4% teopeTHUECKOrD KO-
JUUCCTBA: T, 1. Bbie 3507

2-Merii-4,6-utoken-5-anetiaasunonupiniants,  CoHNO5,
Mo, Bec 183,17- -Geanle KPHCTAILL,  DACTBOPHMBIE B TOpsICfl
BOIC., HEPACIHOPHADBIC 13 OPraHiyeckiiX PaCiBOPITCIaX.

MMpumMeuaHus

l. Boir npuMerned nmpoMmuLIedneiii mpoaykr. Ero voxno
Takyke TPHrOTOBHTE M0 MeToauxe!.
2. TunpoxJopus auneTamMuInHa CHITE3HPOBAH 1O MCTOJIKEZ.

Jpyrue cnoco6ul noday4eHHns

2-Metui-4,6- IMOKCH-D-ale THIAMHUHOTHPUMHIHH MoJayieH
TOJILKO ONHCAHHLIM BHHIIIE crnocoboMm.

1. Anrnuitekuii nar. 583. 307 (1946) C. A. 41, 2747 (1947)

2, Cunresst opr. npenaparos, M, MJI, 1949, 1, crp. 66.
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2-METHJI-2-3THJI-5-OKCUMETHJIEHTETPATHPO-

4-TIMPAHOH
O 0
A~ HCOOGH;. CHyCOONa A~ oot
e = e
HsCz/\O/ H,c,”” N0~

Mpexaoxuiu: A, C. Hopasan, UL IT. MamGpesi
fposepun: A, TI. Miprusan, C. T. [Tisocsn

MMonyyenne

B JIHTPOBYIO KPYTJIDAOLHYIO KOAOY CHAGKEHHYI0 MCUIAJIKOIL,
oBpaTHLIM XOJMOJHJABHHKOM H TCPMOMETPOM, MOMEINAIT 500 ma
abeonorHoro  adupa, 21,3 & (0,15 Monst) 2-MeTwi-2-3THJ/ITCTpPA-
ruapo-4-nupanona (mpum. 1), 14,8 2 (0,2 mous) sTHI(opMHaTa
(npum. 2) u 40 ma 31aHona. 3aTeM MAaJeHbKHMH KyCOUKaMH DpH
nepeMelInBaHuu f00aBIAIOT 3,45 ¢ (0,15 r-aT)MeTasnyecKkoro
HaTphsi. Temmeparypy peakilHOHHOH cMeCH NOAAePIKHBAIOT I
pbie 25°. CofepiKuMoe KOJIOb KHITAT B Teuerde 6 4. 1 ocTas-
JISIIOT CTOATH HA HOub TPH KOMHATHOW TeMmnepaType. 34Tem ao-
SaBJASIOT 8 M4 STHJIOBOIO CHIPTA M CMeCh MEPEMeniHBaiT chle
1 u., nocae uero nobasamor 30 ma Boab. JbupubIH cJ0il OTIC

JSOT H IPOMBIBAKOT 15 1 Bodbl. BomHbHE  ca0f  110AKHCSIO]
pasdasaennoil coasnoil xiciotolt (1:1) 10 KICaofl prakiin ua
KOHTO H 9KeTparupyioT sdipor. O6beuneniinit s@upiinil »rei-
DART NPOMBIBAIOT HACHIHICHILIANL PACTBOPOM HoBapeHian coTH il
RLICVINUBAIOT 1A Cvibharod Martiis. Jhap otroisior 11 ocTa-
TOK UCPErolA0T B BAKVIMC, ¢o0Upas Qpaniiio, Kb Hpi

103-—104%7 s Beixo1l 14,0—15,3 2 wan 54,8—59,9% reope-
FINCCKOTO  KoJaduecTBa (HpiM. 3).

9-MeTHI-2-91H-0-0OKCHMETHe LI Te TP AT APO-4- 1P Ao,
Cul1,403, Moa. Bec 170,20—0ecuBerHast K1AKOCTDL €0 cBOCOOpAs-
LV 3al1aX0M, pacTBopuMas B 3gupe, aueTolc, Merauode.

[TpumeuaHud
1. 9-MeTua-2-stiaterparuapo-4-mipason noayuen o',
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2. Heo6xoaumo, utobul aTiiadopMuaT Obl1 CBEXKelceperHaH-
ubtm Hal PgOs.

3. 2-Metui-2-2Ti1-5-0KcHMeTHIeH TeTparuapo-4-1dPaHoH mpll
CTOAHHH JHUMepH3YeTcs.

Jpyrie cnoco6b! nojydeHus

2-MeTHI-2-3TH-D-OKCHMEeTHJeHTeTparuApo-4-nupaton IoJy-
yeH TOJBKO OMHCAHHHIM BHUIE CMOcoBoMZ, ’

1. H H. Hasapos, U. B. Topeos, JI. H. Tepexos, Was. AH CCCP
OXH. 50 (1943). '

2. A. C. Hopasan, P. I'. Mupsoan, lI. [1. Mambpean, A. I1. Mkprusn,
C. A. Bupranan, Apm. xnm. x., 27, 581 (1974).

2-METHJ1-2-3TUJITETPATHAPONNHPAH-
4-CMMUPO-3'-NUNEPUIHH

l/\——CHO I/\<(:Ho

o) I CHy=CHCN O l CH,CH,CN —>
\/ —_— \/’

H3C/\C2H3 HEC/\C2H5

TG N

A~/
»

H;C/\C2H5

TMpeanoxnan: P. A, Kyposu, [. M. Cuxuan,
C. A Bapranss
Mposepum: H. C. ApyTions, A. H. Mapxkocsan

lHoJivueR:e

9-Merun-2-3Tur-4-(popmun-4-3-4uansTuareTpazudponupan. B
NOJYJAHTPOBYIO TPEXropayio Koady, CHAGKCUHYIO MeXanrecKoll
Meladkol, 06paTHLIM XOJMOAHIBHHKOM, TEPMOMCTPOM I Kalltdb
noit  Boponko#l, moMewraior 19,6 e (0,37 Mouad) cBemenepers
HAmMOro  akpuJolTpiaa B 65 a2 aGcoaoTioro ocnsona
2.0 2 TOHKONSMEJABLYLIHOIO €IKOr0 Kagit it 1IPit Hepeciimaliil
npukanpisaioT 34,4 ¢ (0,22 moas) 2-v0111-2-9 T - -opMiiare-
1parnaponupana (upuy. 1). Hawano peariin COHPOBOALECTCH
HOBBLIUCHHEM TCMIICPATYPDI peakKUHoHHOH CMCCH 1o 60 1 oxpa-
WITBAHHCM CFOo B opaibkesslil wset. Temuepatypy PeaKILITONIOH
cpelbl MOAACPKHBAIOT B HpC/CHax 30° pery IHpoHANHCeN CKOPO-
¢y TpuKkansBaHnsa (npnM. 2).

[Toce npuOaB/ielust BCEro KoJIFICCTBA 2-MCTHA-2-3THA-4 -
GopMH/ITETPATHAPOTHPAHA COACPAUMOL KOJOB HAarpenarT mpht
nepeMeulnBaiyl B TeueHHe 1,5 u. npu 50°. Tlo okonuaui:r Harpe-
BaHUS PEAKIHOIHYI0 CMCCh OXAaMKAA0T, SKCTPATHPYIOT 150 w2
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sdupa. DhUPHHIH 3KCTPAKT HPOMBIBAIOT HECKOJBLKO pas BOJOH,
BEICYUIMBAWOT CyJbdaToM MarHus. [locie oTToOHKH pacTBOpHTENS
OCTATOK HEpEeroHsiloT B BakKyyMe, cobupasi Qpakuuio, KUIALIYIO
npu 143—147/3 mm. Bmxox 31,7—32,8 2 (68,9—71,3%),
‘np° 1,4795.

2-Merua-2-atuarerpazudponupan-4-cnupo-8’-nunepudun. B
KaualIuicsd aBTOKJAB eMKOCThio | 4 momewmator 132,56 e
(0,634 mouss1) 2-meruda-2-sTHI-4-GOpPMUI-4-B-UHAHSTHIATETPATHI-
ponupana, 300 ma abCoOMIOTHOTO 3THIOBOrO cnupra U 30 2 HuKe-
JIEBOTO KaTaJjausatopa Penes. ABTOKJaB NMPOAYBAIOT BOAOPOAOM
U 3aTeM ZOBOJAT JAaBjeHue 1o 75 arMm. BxiawooualoT Harpes, ka-
yaHHe W TeMIlepaTypy noxuuMmaior o 80° npu 3ToM aaBjieHHe
noBeitaercss 4o 100 arM. B 3THX yCJOBUAX THADHUDOBaHHE 3a-
kaHuyupaercs 3a 8 u. OTOUIBTPOBHIBAIOT PEAKIIHOHHYIO CMecCh
oT karanausaropa, OTrOHSIOT CHUPT U OCTATOK MEPEroHsIOT B
BakyyMe, cobupas ¢paxuuo, Kandmyw npa 99—102°/2 mum.
Brixon 74,5-78,3 2 uam 60,0—63,0% TeopeTHueckKoro KoJinue-
CTBA.

2-MeTua-2-sTuteTparuaponupan-4-cnupo-3’-nunepuimH,
‘C1eH2sNO, moua. Bec 197,32; np® 1,4915: d3°0,9871—6ecusernas,
BSI3Kas KHUAKOCTh, PACTBOPHMAs B OOBIYHKEIX OPraHHYeCKHX pacT-
BOPHUTeJIIX U HepacTBOPHMasi B BoJe.

Ilpumeuanusa

1. 2-MeTun-2-3Tus-4-bopMuirerparuaponapan! noJyueH ruj-
poausoM H AekapOoKcuaAHpoOBaHHEM — 2-Kap63TOKCH-B-MeTHJ-5-
3THI-1,6-1HoKkcacnupo /2,5/ okTana.

2. Peakuus sk3oTepMuuHa. B ciayuae noBmillleHHs TeMmepa-
TYPH cMecd Bhimle 40° nmpekpamaioT NpUKANBIBAHWE aJbAErdia,
oxJaaxzaawT 1o 30° ¥ 3aTeM MPOLOJAKAIT NPUKaNbIBaHUE.

Jdpyrue cnocoGbl noay4enus

2-Metuna-2-3TusITeTparuponupan-4-cnupo-3 -Munepuaud Io-
JIyUeH TOJNBKO ONHCAHHKEIM Bbillle CIOCOGOM.

1. P. A. Kypoan, H. C. Apyrwonsan, C. A. Munacan, C. A. Baprauan,
Apm. xum. xk., 30, 516 (1977).

2-(4-METOKCHUBEH3W)-4,7-AUMETH.1-6-
XJOPNKUPPOJI0/2,3-d/ MUPUMHIHH

f‘H;,
I\T/ CH,COO0H __

CH,0 —>CH2\\ ”

CH;
/ CHZ(‘ ONHCH,

CH,NH,
/25 cH,ol cnz\\ ou

CH;,

N
— <
2% CH30< >CH2 '\\N/“\N/“m
== H3

IIpemsoxuau: P. I'. Memuk-Oranpxkanan, B.3. Xa-
YaTPSH
ITposepuau: T. A, Xauatypsin, A. C. lanosin

Ilonyuenue

Merunramud 2-(4-meroxcubensun)-4-okcu-6-meTurnupum-
OQua-5-ykcycroil Kucaotel, B Tpexropiylo KpyrioIOHHYIO KO0y
eMKoCTbio 100 #4, cHAGKEHHYIO MeIllaJKOH, TePMOMETPOM H BO3-
AYUIHBIM XOJOAHJABHHKOM C XJIOPKaJbIHeBOH TpyOKo#, momerna-
ot 57 e (0,02 MO.JIH) 2- (4-meTorcuGEeH3HI) -4-0KCH-6-METHIH-
PUMMAKI-5-yKCyCHOM KHcaoTh (npuM. 1), 2,02 e (3 ma, 0,02 nmo0-
as) tpustuiamuaa u 50 ma aueronurpuia (mpum. 2). Kouby
oxJaxpaaoT A0—10° U IpPH WHTEHCHBHOM IeDEeMEIIMBAHHH NPHU-
GapasoT 2,18 2 (2 ma, 0,02 MoJsis1) 3THIOBOrO 3QHpa XJIOPYTOJib-
Holt xucJoTEL. CMech MepeMeluuBaloT b MHH., 3aTeM IPeKPalianT
oxJaxneHue n gobasaswor 3,1 e (0,1 mMoJis) MeTHaaMuHA, pacrT-
BopeHHOTO B 10 ma TeTparHﬂpoq)ypaHa. [Tocse 2-yacosoro mnepe-
MeIIUBAHHSA IIPH KOMHATHOH TeMmIepaType CMeCh YIAPHBAIOT
nocyxa, ocratok pactBopsioT B 50 ma 10%-HOro BoxHoro pacrt-
BOpa €IKOro HaTpa M MOAKHCIAOT COJAHON KHcaoroit go pH
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4—5. BrinaBlide KPHCTa/LIb OT(QHILTPOBHIBAIOT, cyliaT npu 120°
H IMepPeKPHCTAJJIH30BLIBAIOT H3 MeTaHoJa.

Buxog 3,0—3,3 & (50,0—55,0%), 1. mn. 244—245°,

2-(4-Meroxcubensua)-4,7-0umerunr-6-xsopnupporol2,3-d/nu-
pumudun. B KpyrsonoHHyw X040y eMxocrbio 100 ma momernarot
3 2 (0,01 moast) Merniamuga 2-(4-MeTOKCHOGEH3HJ)-4-0KCH-6-
MeTHAIHPAMHINI-D-YKCYCHOR  KHCAOTH, 50 ma CBeXelepPerHaH-
HO# xJopokHcH (ocdopa U KHIATAT Ha BOAAHOH OaHe B Tede-
Hie yaca. 3aTeM OTTOHSIOT H3OBITOK XJIOPOKHCH (ochopa MpH
MOHMIKEHHOM JaBJIEHHH, OCTATOK BHJIKHBAKOT B 100 M4 XOJOAHOrO
259% -H0ro pacTBOpa aMMHaKa W OCTABJSIOT Ha HOub. Beinmabiine
KPHCTAJIBE OT(QHJIBTPOBHIBAIOT H MePeKPHCTAJNJIH30BHBAIOT  H3
10 ma MeTHJSTHJIKeTOHA.

Buxon 2,42—2,82 e, unu 80,0—85,0% TeoperHYECKOTO KO-
JuuecTBa, T. I 108—109°

2- (4-Metoxcnbensui) -4,7- inMeTHI-6-XJI0 pnupposo/2,3-d/mu-
pumuaud, CigHgCIN3O, moJt. Bec 301,8—6esoe kpucraanuue-
CKOe BellleCTBO, PacTBOpPHMOe B XJopodopme, CIHDTe, alleTOHE;
HepacTBOpPHMOe B BOJe H 3dHupe.

MMpumedanus

1. 2-(4-MeTtokcuGeH3uii) -4-0KCH-6- MeTHIITHPHMAANII-5-yKCyC-
Hasi Kucjaora Gbijia noJsydeHa HarpeBaHueM 0,1 MoJs THApOXJO-
puia aMuiuHa 4-MeTOKCcHpeHHIYKCYcHOA kHcaoTh! c¢ 0,1 mouas
3THJIOBOTO 3GHPa AUETHJASHTAPHOH KHCJIOTHZ? B IIPHCYTCTBHH
0,2 MoJs 3THJaTa HATPUS, B cpele AaOCOJIIOTHOTO 3TaHOJA, C
nocjienywoinM kunsuedueM B 100 ma 10%-Horo pacrsopa eixo-
ro KaJd IO OINHCAHHOMY B JuTepaType Meroays.

2. Cienyer NpHMeHsTh CBeXelePeTHAHHBle TPUSTHJIAMHH H
ALeTOHHTPHUJIL.

Jpyrue cnoco6nl noJyueHus

92-(4-MetoxcuGensui) -4,7- 1uMeTHI-6-XJ10pnHPPoI0/2,3-d/nH-
PUMHAMH IOJIy4eH TOJBKO OINHCAHHBIM BLIIIE CIOCOOOM.

1. A, A Aposn, P. I'. Meaux-Oeandacansn, Apm. xum. x., 20, 314
(1967).

2. C6opuuk «CHHTe3h OpPTaHMYeCKHX TpenapartoB», 2, crp. 580, M.,
WJI, 1949.

3. P. I. Meaux-Ozandocansin, B, 3. Xauwarpsu, P. I'. Mupsoan, b. T.
Tapu6domansn, I'. M. Crenansn, A. A. Aposx, XuMm. ¢apm. x., 11,
(Ne 8), 16 (1977).
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2-0KCO-1,2,3,4-TETPATHJIPOXHUHOJINH-4-
KAPBOHOBAS KHCJIOTA

CH,COOC,Hs CH,COOC,Hs
O NBC, nUpuani " /

\ , IHp '__]
W LN o
N\ XN /Br

H H N

COOH
!
HCl /\l/\
\/I\/J
N
¥ o

IMpepnoxunu: 3. B, Ecaan, I'. JI. Ilanaau
ITposepwma: C. M. Mapran, C. T. UmiMapuTan

lMoayuenue

N-(3-Kap6aT01ccuMemxz-?—unaoxzuﬂ)nupuaunuﬁ 6pomud. B
KPYTJIOAOHHYIO TPEXTOPJIYI0 KOJOY eMKOCTbIO 200 ma, cHabXKeH-
HVIO OOGpaTHBIM XOJOAHJBHHKOM H MellaJKoH, MOMelamwT 5,08 ¢
(0,025 moJist) sTHJIOBOTO 3dHpa HHAOJHJ-3-YKCYCHOH  KHCJOTHI,
5,93 2 (0,075 MoJssA) CyXOro MHPpHAHHA H 80 ma CyXoro guHoKcana.
K nepeMelnBaeMol cMecH IIPH 19—15° B TeueHune 5 MHH. J00aB-
nsor 4.1 2 (0,025 moust) N-6poMCyKIHHHMHEAA (NBC) (mpum.1).
CMechb NepeMelIHBAIOT ellle 2 4. H OCTABJAOT HA HOUb B XOJO-
IUJbHHKe. BHIaBIIHA OCaNoK OT(HUJIbTPOBHIBAIOT, ABaXKIbL IPO-
MBIBAIOT a6COMIOTHHIM 3(GHPOM MOPUHAMH IO 25 MA MJIsL yAaje-
HHS HCXOAHBIX IPOAYKTCB H IePeKPHCTANJIH3OBBIBAIOT H3 50 ma
a6comoTHOro cnupra aobasaenneM 300 ma abcoJstoTHOrO 3dupa.

Buixox 5,1—5b,38 e, uiu 56,5—59,5% TeopeTHYeCKOro KOJIH-
yecTBa, T. ma. 181—182°

9-Okco-1,2,3,4-rerpacudpoxunosun-4-gapborosas  KUcA0TQ.
B Kpyr/ioaoHHYI0 KOJIGY €MKOCTbIO 100 ma, cHaGxkenHylo obpart-
HBIM XOJOAHJBHUKOM, IOMeNaoT 5,42 2 (0,015 mons) N-(3-xap-
65TOKCHMET HJI-2-HHA0JMJ) THPHAUHHA OPOMHAA H 50 na 3uHCI.
CMech HarpeBaloT Ha Gade Byjaa mpn TeMmueparype 130° B Teue-
uue 3,5 u. [To oxyaxieHd# K pacTBOPY no6apJasoT 1—2 2 akrH-
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BHDOBANHOYO yrist, xunsatat 5—10 mun. OTMUIABTPOBLIBAIOT
Ipu oxdazKkicHuu ns3 GuIbTPaTa BBHIMAZAIOT Gesibie ](pHCTaJ].HbI.
KOTOpPBIC HEPEKPHCTANIHIOBLIBAIOT H3 20 4.1 BO bl (npum. 2)’
Beixox 1,5—1,6 2 1au 52,3—55,8% reopcruucckoro KO-
yecTsa, 1. ma. 215—9216°
2*OKCO-1,2,3.4-T8TpaFHJ_Lp()XHHOJIHH-4-K2!p60HOBaf{ KHCJIOTa
C1oHgNOs, mou. Bec 191,19—senoe KPHCTaJIHYeCKoe BGL[IEECTB():

pacTBOpHMOe B CUpTe, MeTaHOJe, TeTpa
¢ ) rujapo aHe B -
UeH BoJae. ‘ P P (pyp ! b

llpuMeganng

}. HDHMUCHHCTCH CBEXKENPHTOTOBIEHHbIA N-BpoMCyKUnHUMHL.
2. Coipoli npoaykT miaBuTCs npun 208—210°.

Hpyrue cnoco6bl nonyuenns

Ilpuseiednas Bblille Nponnch, OCHOBaHa Ha pabore T. Ko-
Oasiun u H. Hnoxyuu!.

2-OKCO-1,2,3,4-TeTpaI‘HﬂpOX}IHOJIHH‘4-Kap60HOBaH KHCI0Ta
TAKIKe nogdydena HCXOAS W3 M3aTHHA®, u3 B-posamatokcHHIoNa

BOCCTAHOBJEGHHEM H NAJbHEHIINM THAPOJ .
: H30M NPOAYKTa BO -
HOBJIeHH A3, p ponryx ccra-,

1. 7. Kobayashi, N. Inokuchi, Tetrahedron, 420 (9), 2255 (1964).

2. P. L. Julian, H. C. Printy, R. Ketcham, R. Doone, J. Amer.
Chem. Soc., 75, 5305 (1953).

3. W. C. Sumpter, M. Miller, L. N. Hendrick, J. Amer. Chem
Soc., 67, 1037 (1945).

NEPXJIOPAT 2,4-IUMETWJITHOHA®TEHO/2,3-¢/

NMUPUINHUA
/\ CH,COCH /\ /\\ CH,
[T encono neof T -
\/\S,/ \/\S/V CIOI
I
CH,

Ipegnoxunn: B. M. HOyaenxo, C. B. Toaxynos,
H. H. Auxekcees
Ifposepunu: I. JI. Tfamasw, C. M. [lanran

ITonyuenne

B koa6y IDpiacimeiiepa eMrocTbio 50 M. IOMellaioT pact-
pop 1,9 ¢ (0,01 mons) 3-auerosunthosagprena (cm. cTp. 13) n
10 a2 (0,08 mMosst) YKCYyCHOro aHrMapHAa ¥ NpubaBJsOT B TCHC-
nne 2—3 mnn. upu  nepevewusanun 0,8 wma (0,01 mous)
72%-noi xjoplioli KueaoTbl. Yepes gac KpucTadab HepXJaopaTa
2,4- 1uMeTHATHOHADTEeHO/2,3-C/IIHpUANS OTPUABTPOBLIBAIOT, [P0~
MBIBAIOT 3¢GHPOM.

Boixox 2,1—2,2 2, uwau 66,7—69,8% Teoperniuccrkoro ko-
auvectBa; T. . 190—192° (npuM. 1, 2).

IMepxaopat 2,4-auMeruarnoHadreno/2,3-c/uupinns,
Ci1aH|1CIOs5, Moua. Bec 314,75—:keaTele  HIVIBI, PACTBOPHMBIC B
cnupre, aneToHe, HePaCTBOPUMBle B 3dHpeE.

MIpumeuaHus

. TIpoaykT 10CTaTowio 4uct A5 JLAJdBICHUINIX  feaknil,
[lepexpreraddusannedt 13 ClUPTa MOKLO HOIVUHTL HEPX 0Dl
2 4-mvernatonadTeHo/2,3-c/iupiinsg ¢ 1o 1950 196

2. Anagoruunuiv ofpasomM u3 3-aucetonnationadirena ali-
poBalieyM MPONHOHOBBIM, MAaCISHBIM, BaJCPUANOBHLIN  allFIJPH-
A0M MOFPYT ORITh DOJAYYEHB TCPXAGPal1Ll 2-MeThI-4-9r1rionad-
Teno/2,3-c/nupuand, 2-MeTHA-4-nponuaTionadrens/2,3-c/mipnmis,
2-MeTHA-4-6VTHATHOHA GTEHO / 2,3-¢/ U IS,

Jpyrue cnocoObl nofyyeHns

MMepxaopar 24-gumeTHaTHORAGTCHO/2,3-c/mIpnina noayicH
TOJLKO N0 NPUBEJeHHOMY BLiIC c1iocoly.
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NMEPXJOPAT 2,6-IUMETHUJ-4-XJIOPMETHJIIHPHJIIUA

CH,CI
CHCl AICL, HCIO, 7
— -2 CH,COCH — ]
. ;
NCH, H,C” >0 7 ™ CH,
cloy

Mpennoxuau: B, WM. Oynenko, B. M. Tonsx,
H. H. Asnekcees
Mposepuan: A. O. Tocynsan, H. O. Canonpxsin

MonyueHnue

B Tpexropayio KpyrionioHHYio Ko.ady, eMKocTbio 250 w4,
CHA6KEHHYI0 MeWAaJKkoH, o0paTHbIM XOJOAHIBHHKOM H TepMO-
meTpoM, noveiawTt 9,05 2 (0,1 Moas) XJOpHCTOTO MeTaJanjla ¥
3995 ¢ (36 ma; 0,5 Moasi) XJopucToro auctiaa. [lo oxaaxae-
HHH B Je/IsHOl (GaHe B peakKUHOHHYK) CMECh NOCTENeHHO NMpHOaB-
aswor 5—6 nopuuamn 30,0 ¢ (0,22 wmoas) 6e3BOJAHOTO TPeXxJo-
PHCTOrO ajIOMHHHA. PeaKIHOHHYIO CMECh OCTABJASIOT HA HOUb,
narpesaioT 1,5 u. npu 60°, oxaaxaator, BuanpaT Ha 100 e ko-
JIOTOrO Jiblld C 5 M/A KOHUEHTPHPOBAHHON COJSHOH KHCJAOTHL, 3a-
TeM npombiBarT 2 paza sdupom nopunamu no 30 M2 x K BOLHO-
My pactBopy npuausator 20 ma 70%-HOH XJOpHOR  KHCJOTH
(mpum.). Tlo oxJaxacimi BbNaBIIHe KPHCTA/MIb OTQUAbTPOBbI-
BatoT. Boixoa mpomykta ¢ r. ma. 174° cocrasasier 9,17—10.6 ¢,
nan 35.6—41,0% rteopellueckoro KosHuecrsa

[Tepxaopat 2,6-miveria-4-xaopMeruaniupuiig  CglliCla0s,
Mod. Bee 257 08—0eciBeTHBIC HIABL, XOPOIIO  PAaCTRBOPHMLIC B
BOJE, ALCTOHHTPH/IE, JNHMCTII(GOpPMAMHIC, AHMETHACYAb(OKCI-
ne. OEH30HHTPUIE; HEpacTBOPHMBIC B 3dHpe, GCH30ME, AHOKCAHC.

IMMpumMecuanue

70%-uvio XaopHylo kueaoty (di» =1,71--1,72) nomayuaor
ynapusatudem 57 % -HOIl KHCJAOTHL
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JlpyrHe crnocoGul MoayyeHHs

[Tepxaopat 2,6-AMMeTH/I-4-XJI0PMETHITHP I ObLI  MOJY-
D)
geH TOJNbKO OMHCAHHLIM Bbille cnocofom’ 2.

1. B. H. Hynrerko, H. H. Aaercees, B. M. TI'oasax, XI'C, 1424 (1975).
9 H. H. Aaexcees, B. M. I'oasr, JI. M. Kanxaun, B. H. Hyaeuxo, Asr.
cBHL., 453402, Bioan uao6p. Ne 46 (1974).



n-CYJIb®AMOUJBEH3UJAMHUIL
BEH30®YPAH-2-KAPBOHOBOH KUCJOTHI

/\.\ S
I\/”\O/I—-CONHCHE// \> Bsf_)ﬂ
N

— II\O/'I-CONfiCH2< \>sozc1 LY

) ¢

-ﬁ —
‘\/”\O/II_CONHCH2<_>S()2NH2

IMpeaaoxuan: M. A. Kaappuksn, B, A. TeGosin
IMposepuau: JI. A. [puropsu, M. E. Akonsu

Tonyuenmne

n-Xaopcyasgorurbenauramnud GeH30pypar-2-£apboH080L
Kucaorel, B kpyraonomiyto koaby emroctbio 250 s, cHabweH-
HYIO BO3AYIUHBIM XOJOAUJBHHKOM, MEXaHWUecKoil MellaJKol H
TepMoMeTpoM, noMenialorT 139,8 e xaopeyabdononoit KHCJIOTHL
Cyech oxnampaoT 1o —1—5° TlyckaloT B X011 MCwa/dKy H Mefl-
JEeHHO, MAJEeHbKHMU NopuusaMu, gobarasioT 15,0 e (0,06 moas)
66H3Hﬂ3.\£ﬂﬂ,a Oensodpypan-2-kapObonosoft Kucaorn  (upum. 1)
TaK. 4TO0bI Temlleparypa peakuHOHHON cMecH ie nojiumManach
poimie Q. Tlepemelntianile MpOJI0AKAW0T elle I34 uaca OpH TOl
AKe TeMIepaType, 3aTeM COAepAKIMOe KoJAGH CIuBaint Ha MeJKo
koaoTHiil qex. OGpazosasuinecs KPHUCTALIb OHCTPO OTMIHIBTPO-
BRIBAIOT (IPHM. 2), npovnisator 3 pasa Jgeannoil OO 10 Heil-
TpaIRHON peakunu GuIbrpata b Cylmar B BakyyM-dKcHKaTtope.
( Bbixon cbiporo npoaykra ¢ r. na. 79—=80° coctapaser 19,0
20,5 2 (90,9—98,1%) (npuMm. 3).

n-Cyavpamourbensuianud Gensopypan-2-rapsonosoi Kilc-
A0otel. B KpyraofoHHYI0 Koaby eMioctsio 500 ma momernanor
16,1 v (0,046 moasa) n-xaopcydbdonuabensnnavMnza Gensody-
paH-2-kapboiiopoil  KucaoTh U 300 M4 HACBLIEHHOTO BOIHOTO
pacrsopa avMuaka (npum. 4). Koady oxsaxnaaior Boloft u ue-
%33 PeaKiHOHHYIO CcMeCh NPONYCKAKT TOK aMMHaKa B TCUYCHHC

10 muu. 3arteM peakiHOHHYIO MAccy Harpepaior ia BOJRITON
Gane ¢ obpatumyM xodoauabikkoM 2 4. [To okonuainh 0Irousior
200 a4 BOAN, OXJANKAAIOT, OTQOHABTPOBLIBAIOT 0OpasoBanMecst
KPHCTAAB, IPOMBIBAIOT ABAZKIb 11€60IbIIHM KOJHICCTBOM BO-
Abl Ha (pUJABTPe H cymiaT Ha BO3AyXe.

BhixoJ1 CLIporo mpoAykra ¢ T. ma. 161—163, 12,6—13,5 e,
i 82,2--88,8% TeopeTiiueckoro KoJauuectsa (npuM. 5).

n-CysbhamMous0eH3HIaMH L GeH3odypaH-2-KapOOHOBOI KHC-
aotbl, C16H1sN2O,S, moi. Bec 330,37 —MeaKOKPHCTaNIHUeCKHA
IIOPOLIOK KPEMOBOTO 11BeTa, TPYAHO PacTBOPMMbIA B BOIE, CIHD-
Te, HepacTBOPMMEII B 3dupe, 6eHsoae, xJaopodopMe.

NMpumeuanusd

1. BPensunamun GenzopypaH-2-KapOOHOBOR KHCJOTBI  MOJY-
vyaoT u3 0,25 Mossi XJOpaHTHApHAA 6ensothypan-2-KapbonoBon
KHeAoTH H 0,5 voas GensuaamMuua B 200 ma cyXxoro 6etzoaal.
Buxox 79,9—82,5%, t. na. 80—8I°

2. Tlpn 10roM CTOSIHHM B BOJE U Ha BO3MYXe CyAbDHOXI0-
pua mpeepaliaercs B CyJbPOKHCIOTY.

3. TIpomyKT 10CTATOUHO WHCT H BMOJHE MPHIONEH A NPo-
BeIeHHsT CJcaYiolled CTaiuH.

4. Tlpu mobapJeHHH BOLHOTO PacTBOPa aMMuaka KpHCTa/ bl
pacTBopsiOTCsi. 3aTeM pacTBOP MOCTENCHUO MYyTHEeT.

5. Jlas jafibhelimedl OUHCTKH MOJYYEHHBIH —CYALOOHAMHA
nepeKpHeTamHzoBbiBaloT H3 70—80 M4 3TanoNIA. Brixox 10,5—
129 2z unu 70,0—81,0% TeopeTHYECKOro KOJHYeCTBa, 1. ILT.

166—167°.
Jpyrue cnoco6bl nosyueHus

n-Cyangavonabensnnavun 6eH30Qyp an-2-gapbononpoil xic-

P

Jo1bl HOJVHCID TOJABKO 11O OIHCAdITHOMY BhILIE crtocony.

1M S. Morgan, L. 1. Cretcher, I Awmer, Chem. Scc, 70, 375
[REIAY)



TPUNITAMHA METUJIOBOTO 3dHPA
A-IIHKJIOTEKCEH-TPAHC-1,2-IUKAPBOHOBOM

KHUCJAOThI
H
//\” ,/\ + /\;./COC[ »
NGNS A —
H 1N coocn,
,//\,] PN
1 ‘
| I
\\/'\N/l NH
1 0-.¢  cooch,
"

®)

Hpepaoxnm: C. A, [orocau, T. JI. Ilanasu
IMposepun: JI. JI. Oranecan, A. C. Meaux-
Orankansau

Ioayueunne

B MOJYIHTPOBYIO KPYIVIOAOHHYIO KOAOY, CHAGKEHHYK Me-
IIaqKOH, KaneapbHOH BOPOHKOW M OBpaTHLIM XOJOAUABHUKOM C
X/I0pKadblHeBoH TpyOkoi, nomentaoT pactop 16,02 (0,1 Mons)
TPUNTAMHHA, 6 44 nnpuanHa B 250 a1 aBCcoq0THOrO  GeHzoua.
[Tpu nepemeunsanmu veanenio npukanmoaior 20,2 ¢ (0,1 moas)
MIOPANTHAPIAA MOHOMCTILIONOTO 3Hpa S -puwaoreskccu-Tpanc-
[.2-pukaptonosoit  xucaoru  (upum. 1), Peaknuomvio cMecs
KHOATS 2 4.,  OXJ4x0a10T,  Gel3odblibil ol Or1eas10T.
K ocaaky 1o6asasior 200 a2 3THAOBOTO ahupa yrevenoll kueao-
Tol, 100 u4 BOABLl M nCPEMCIIMBAIOT 10 HOJIOTO PACTBOPCHHS
ocaaxa. [locre oTae1eHHs BOAHOrG CJOsl, THAALCTATIbIH IKCT-
PakT NpECcoenHHIOT K GeH30JLHOMY CJ010, TpoMbiBaoT 200 aa
10%-noro pacrtsopa consanoii kuca0Thi, 80101, 200 42 10%-toro
pactnopa eakoro iatpa, BHOBL BOZOH H BbICYIIMBAKOT cVabda-
TOM naTpus. PacTsopuTeab OTTOHSAIOT, OCTATOK KPUCTAAIU3YCTCSI
OpH CTOAHMH B 3KcHKaToOpe.
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Buixon 27,6-—28,6 ¢, nau 84,7—87,7% TeoperHuecKoro Ko-
auuectsa (npuMm. 2), T. mr. 128—130° (43 abcoaoTHOTO 3¢pa).

Tpuntamun Metuaosoro sdpupa Ah-muxkaorekcen-rpasc-1,2-
auxap6onosoit kuciaotb, CioH2eN2Os, Moa. rec 326,40 cpeTito-
YKEJThIe KPUCTAMIbI CJieTKa TeMIICoULHe NPH CTOAHHH na BO31Y-
Xe, XOpOIIO PacTBOPHMbIE B aleTOHe, 3THIALETATe, 3THIOBOM H
METHJIOROM CIHPTAX, NJA0X0-—B 3pHPe U HEePaCTBOPHMBIE B BOME.

llpumeuanns

. Xsopauruapua MoHoMmeTdI0R0I0 3dHpa A -UHKJIOTEKCeH-
7parc-1,2-AHKapbOHORON KUCJAOTLI! TOJAyYeH B3aHMONEACTBRHEM
auruapuga Af-mukiaorekceH-rpanc-1,2-1MKapbOHOBOH KHCAOTHL C
MEeTaHOJOM W JaJbHeHNIHM R3aUMOAECHCTBHEM MOHOMETHJOBOIO
shupa A-uukiaorekceHd-rpasc-1,2-1nkap6OHOBOH KHCJIOTLI C OK-
CaNHJIXIOPHAOM.

2. Anajoruunbim o6pa3oM U HOYTH € TAKHM KC BLIXOJOM
MOKHO CHHTE3MPOBATL METHJIOBbI 3bup Tpunramuiaa A 4-murao-
rexceH-yuc-1,2-1ukapOboHoBOfA KHCJAOTH M3 TPHNTAMHhA 1 XJOp-
AHTHApHIA METHA0BOro 3dupa  Af-muraorexceH-yuc-1,2-nukap-
60HOBOH KHCJIOTHI.

Jpyrue cnocoGbl NoJdyYeHHs

Tpunramua metuaororo sdipa At-uukiorexcel-1,2-jikap-
OOHOBON KHCJAOTLI  MOJyYen  TOJAbKO ONMCAHHBLIM  BbILIC CHO-
N 2
cobom?,

\. 4. H. Hazapos, B. ®. Kyuepos, Has. AH CCCP, xum. nayur, 2,

329 (1954).
2. C. A. Mococan, JI. 1. Ocancean, K, . Haipuan, Apm anv, o, 32,

130 (1979).



1-(2-PEHMUJI-1,2’- I MMETHJIATEHHJT)-
6,7-01UMETOKCH-1,2,3,4-TETPATUIPOU3OXHUHOJUH
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Tpepnoxunu: T, KN\Afparersin, 3. A. Mapkapan
IMposepuan: K. C. yeraman, A. C. Aperncsin
IMMonyuenue

Tudpoxaopud 1-(2'-penun-1,2-Oumerursrenus )-6,7-0umerox-
fu-3,4<dueudpou30xu110/zLma. B Kpyr/ioAoHHYIO KOJOY €MKOCTLIO
500 ma nomewaior 12,0 e N-/2-(3,4-1umeToRCH(CHIIT) 9THA/a M 11-
4 I,2;,11{Mc'rmmopmmof{ KHcJaoTol (mpua. ). 57 2 cnemeneper-
nanuoi xaopoisct gochopa w 250 ma Sensoaa. CMech 1UsITAT
a uecounon Ganc ¢ 06patiniM NOTOAWILHIKOM 6 i, 3arem f-
FONAIOT GEH30, ONAAIKIAIOT, aodasssior 100 s 10%-Horo pacr-
Bopa KapOoHaTa HaTpHs K BHUICAHBLICECH MACIO IKCTPATHPYIOT
Ocuzogom (3 pasa no 100 ma). DKCTpakT UPOMBIBAIOT BOXOIT 11
cymat cepHoxucany HarpueM. Otrousior 150 sx.a  GeH3oga, ®
OCTATKY TpHOABAAIOT 3PHPHLIT PAacTBOp XJIOPHCTOrO BOAOPOIA
10 pH 2—3, spimennsuificss rHapoxIOpHI OTHUALTPOBBIBAIOT U
¢yllaT B BakyyM-3KcukaTope. Brixon 8,0—95 ¢ (64,4—76,5%),
T. mJ1. 65—66° (npuM. 2). ’

1-(2-Penun-1'2-0umerussienun)-6,7-duserokcu-1,2.3,4-re-
TPazudpou3oxunoiun. B Kpyriononuyo koaldy emkocrbio 500 4.2,
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CHAOKCHHYIO TEPMOMETPOM, XOJO0AHALIHKOM, Kaucabllofl BopoH-
Koil 1 Memaarol, novemaor 7,1 2 (0,02 mosaq) riApoxaopHIa
l-(?-(t)C]IHJ]-1/,2/-HI{M8THJ]3TQHHJI)—6,7-11HMCTOKCH-3,4-JUIFHJ[[)()-
H30XIHOMMHa ¥ 200 ma abcomoTHoro Gensona. Cvech oxJaaxkaa-
ot g0 0—2° ¥ npH NepeMelldBaHHi MejUienito  [PHKAnLIBaioT
60 sa supnoro pactBopa 1,5 2 (0,04 Monst) amoMoriipuia JaH-
THs, MOAAepXKHBas TeMIepaTypy He Bbille 2°.  TlepememnBaroT
ctle 6 u. npu Tol e Temmepatype u 10 n. npu romuatHofl. 3a-
TeM TpH OXJ2XACHUH B Tedenue | 4. MpHKANBBAIOT 15 ma
10%-Horo pacTBOpa €I1KOro HaTpa, NMPOJOJKAI0T NepeMelInsa-
nie ewe 2 4. CMecb OTQHIBTPOBHIBAIOT H (QHIBTPAT HPOMBIEA-
1T 100 m4 sonsl. PacTBOpHTENb OTTOHSIIOT, OCTATOK PAcTBOPAKT
5 aGeomoTHOM Genzose, nobasaas 3QHPHBIH paACTBOD XJIOPHCTO-
ro sojgopoaa no pH 2—3, u BbigeauBLIHIACH THIPOXJIOPHL OT-
GUALTPOBBIBAIOT W NEPEKPHCTAINHIOBLEBAIOT — H3 80 ma cMecH
aneto — aup (1:10), T. ma. 237—238". TunpoxJiopHa PacTBo-
psioT B 50 ma Boxbl, 10BapasioT 50 a4 5% -Horo pactsopa el-
KOro HaTpa M Bbifle HBIIEECS MAC/O0 KCTPArupyror 250 sma Gen-
30aa. dkerpakT npovbieaoT 100 xz Boabl M CYLIAT CEpHOKHC-
JblM HaTpHeM, OTTOHSIOT PACTBOpHTENb, OCTATOK rlepelpucTal-
JH30BbLIBAIOT U3 B0 Ma neTpodefinoro sbupa. Beixox 48—50 o,
man 90,6—94,69% TeopeTHYECKOro KOJIHYeCTBa, T. I 77—78°.

[-(2-Penua- 17,2- 1M MeTHASTeHU ) -6,7-THMETOKCH- 1,2,3,4-Te-
TpariIpoH30XHHOIH, CoHysNO,, Moar. Bec 323,44 — MCJIKOKpPH-
CTAJHUCCKHIT MOPOIIOK, CBETIO-KEJNTOro UBETa, HCPACTBOPHMBL
B BOAC, TPYAHO pacTBOPHMDIA B adupe, pacTBOpHMMIT B GeH30JIC,
cnupTe, alleToOHe.

NMpumeuanud

. N-2/(-3,4-Tumcroxcideiins) sTui/aMui 1.2 HMCTHIKO-
pHUIHO KHCTOTHE TOJIYHAI0T 1O veTtogike’

2. TIPOAVKT JL0CTaTonio HHCT 11 BHoHe IPIroAct L ipo:
BCFCISE CAC DVIontein cra i

Jlpyrie cirocofnr noaytesins

L2 et 2 - e JLein 6.7 s tone- 1230 e
TPATIAPOI SONHHO L HOIVICH TOLRO 10 OMICAIOMY  BHIIC
chnocony?.

1.3 L Mapxapn, I K. Aapaneran, 0. M, clsasan, A C. Hatuwuans,

N, apw. k. 12, (W 1D, 59 (1978).
2 3. A Maprapsn, I'. K. Anpanetsn, ApM. XitM XK., 31, 757 (1978).

55



N-®EHWJIUMUI LUUKJIOTEKCAH-4-OH-/{HC-
1,2-IUKAPBOHOBOW KUCJIOThbI
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(Y e 550 Yeem,
N NN
1 !
0O 0O

Hpextoxuan: C. A. Torocsu, A. T'. Tepaan
Mposepusn: A. K. Oyprapss, C. T. Ywmmapnran

IMoayyenne

B kpyrnononnywo koaby eMroctbio 500 m.a, cHaGKEHHYIO
MeLIanKO#|, BO3OYIUHBIM XOJOAHJBHHKOM W KAaleJdbHOH ROPOHKON,
nomemalor 26,2 ¢ (0,1 vonst) N-deunnnmuia 4-xaop-24-1ukao-
rekceHd-yuc-1,2-nukap6onosoit kucaotsl (npum. 1), Ilpu nepeme-
IWHABAHUM NOCTEHEHHO NC KaljsiM  npubarasior 25 Ma cepHOM
KUCJOTHl (MpHM. 2). PeakuHoHHYIO CMeChb NmepeMellHBawT 24 .
NPH KOMHATHOH TeMIlepaTtype, mocje Yero NpH OXJaKAEHHH pas-
fasasior 200 M4 BOABI # MOALIETAUMBRAIOT pacTROPOM YIJeEKHC-
JIOTO HaTPuf. BbliennBIMIACA MaCHAHHCTHI HPOAYKT 3KCTpParH-
pyloT MHOroxpatHo (6 pa3 no 150 wma) aTiIALETATOM H 3KCTPAKT
BBICYUIMBAIOT Haj CepHOKHCaAbM HaTpHe. [locie oTrouxu pact-
BOPHUTCJST OCTATOK NepekpHeTaldau3onbizant 13 100 ua Geusoda.

Buixon 18.9—19.5 ¢, nan 77,6—80,4% TeopeTiieckoro Ko-
gmdectsa; v, 145—1477 {upum. 3).

N-@emnvu  diiorekcan-4-oH-4ue-1,2- 1k ap 6010801 K1i-
eaothl, CiyHsNOs, Moa. pec 243,27 — Geqnie KPUCTALIB, XOPOHID
pacTBopHMbIE B aUETOHE, 3TanoJe, 3upe, HEPACTBOPUMDLIC B BO-
Ae, nerposefinom sdupe.

Mpumvevanus

. N-®enuanmuy  4-xa0p-At-yukaorexcen-yuc-1,2 -auxapso-
HOBOH xucaoTsl ¢ T. M. 109—111° nosyyarT crjlanieHHem  aH-
ruapuaa 4-xaop-Af-uukiorexkced-1,2-qnukapBoHOBOA  KHCAOTW €
aHUJIHHOM!
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2. YjeabHBl Bee ¢epofl KHCAOTB A0axKeH Obith [,78.
3. T. na. deunarujpasoua 158—160° (stanon).

JIpyrue cnocodni noJyucHHs

N-®enuaumug iuxaorekcan-4-od-yuc-1,2-1uxapobonosoil Ku-
CJOTH MOJYYeH TOJNbKO OlHCAH{BLIM BbIIIE CNOCOHOM2,

1. JI. I'. Pawudsn, C. H. Acparan, K. C. Kapaceasn, A. P. Mupruan,
P. 0. Ceopaxan, I. T. Turegocan, Apm. xum. x., 21, 793 (1968).

2. C. A HNoeocan, JI. JI. Qeanecsn, JI. 3. [lapres, Apm. xum. x.,
33, 157 (1980)



4-bEHHNJ-8-OKCH-3,4-THTHAPOKYMAPHH
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IMpeanoxuan; P. C. Banasw, 3. A. Mapkapsn
Iposepunn: M. T. Axomsin, 3. JI. Acosn

Hosyuenue

B KpyrioaoHHyw0 KojiOy, cHaGKCHHYH Mellankod u oGpar-
HbIM XOJ01MiBHHKOM, noMemator 34,7 ¢ (0,26 moas) 6e3BoaHo-
ro Tpexxidopucroro agoMuHHa B 200 a2 muTpobeH3ona M IpH-
faBasgioT B Heckoabko mpuemos 13,2 e (0,12 voas) nupoxatexii-
na, a satem 194 ¢ (0,12 mona) merusgoporo ahHpa  KOPHUHON
KHCJIOTH Opi teMitepatype 15—20°. Cieen iarpesaiot 8—9 .
npu 70—75", oxaaxaawot 1o 07 u pazaaraior 50 ¢ Jbla, nepeme-
GINRAT foAkaca 1 Aodasasior pasasacunmil {1:1) pactiop
coasinoft xucaorn (150—160 w.a) no pactsopcHig o6pasonanuic-
rocsi ocagka. BONHBIHE €01l 3KCTparupyioT aHpoM, cyutaT Hal
cyapdaToM HATpHUA, OTTOHSIOT PACTBOPHTCIL I OCTATOR TEPEro-
nstior B Bakyyme. Ilocae otroda HurpoOeH3o/1a NpuH TeMlepatype
75—80°/1-—2 MM ¥ MCXORHOTO 3dpupa KOPUYHOH KHCAOTH  HpH
104-—120°/1—2 mm, coBupawT ¢paxuno, kunawyo npu 160-—
215°/2 mm (npum.).

Brixoa 14,5—17,0 e, uau 50.5—59,2% TeopeTuueckoro Ko-
JHHUCCTBA.

4-douna-8-oxeu-3,4-aurnppoxymapni,  CisHipOs, Mmoa. sec

240,26—Ttsryuee Macn006pasHoe BEILECTBO KEITOrO IBETA, pac-
TBODHMOE B cHpTe, 3PHUPE ¥ HEPACTBOPIMOC B BOC.

MMpumeuanue

BBuny nmpomexyrousoro o6pasosanns B X01¢ peakiyid Me-
THAOBOrO 3¢upa 3-pennn-3-(2,3-1uokcndenna ) npoltHOHOBOH Kuc-
NOThE. KOTOPBIA TP NEePeroHKe HUKMH3YeTcHd B 4-ena-8-okcu-
3,4-LHTHAPOKYMdPUH, T. KMIL KOHEYHOrO NpOAYKTa pacTAHYTa.

[Ipu nosTopHoil neperonke 4-GeHua-8-okcu-3.4-a1r HAPOKy-
MaprHa cobupaoT dpakumio, Kunaulywo npu 185-—-205°/2 um.

HApyrue cnocofb nomyqenus
4-(D(3HHJI-8-OKCH-3,4'11HI‘HIIPOKyMapHH noayuen HHKIH3amHed
KODHYHOU KHCJIOTH C HHPOKATEXHHOM B CHIbLHO KHCJIOI cpempe ¢

30% Boixomom!.

1. C. Liebermann, A. Hartmann, Ber. 25, 958 (1892).
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ITposepumu: T. JI. Ilamaan, JI C. TaxcTan

IMonyueHue

B 100 x4 KpyraogouHylo koaby momemawr 4,9 ¢ (0,034 Mo-
ag) wH{oA-3-ajbiernia ¢ T. M. 192—193°  (mpum. 1), 1,7 e
(0,034 MOJI%) LHAHHCTOTO HATPHSA, PACTBOPEHHOTO B 4 Ma BOAHI,
2,9 2 (0,036 mMoJg) COJISHOKHCIOrO IUMETHJIAMWHA, pacTBOPCH-
Horo B 6 ma Boabl, 14 ma 25%-80ro BOAHOTO pacrBOPa AMMETH-
namuna (npuM. 2), 12 ma 95%-HOoTO 3THJIOBOTO CHApPTA.

Kosby IJIOTHO 3aKPHIBAIOT KPBIMKOH § HarpeBaloT 6 u.
npu 60° [Tocae oxJaxjaeHHs BbINaBIUHE KPUCTAJJIbl OTCACHIBAIOT,
npoMbiBator 50 ma Boawl, pacrupaor B 30 ma XOJIOJTHOH BOJHI,
OT(UIbTPOBLIBAIOT H BBICYIUHBAIOT HA BO3JyXe.

Buixox 6,3—6,6 2 nan 93,0—97,5% TeopeTHYCCKOTO KOJIH-
yecrsa; T. i 116—117°. oa-llunadrpaMmus, Ci12Hi3N3, moa. Bec
199. 96, KpHCTAJJbl CBETJ0-KOPHUHEBOTO LBETd, PACTBOPHMBbIE B
O6bIUHbIX OPraHMYecKHX DACTBOpHTENSX (npuM. 3).

llpumeuannud

1. Beixop ¥ T. II. MPOAYKTA 3aBHCAT OT UHCTOTHI HHI0JI-3-
aJberHAa.

2. TlpuMeHeHHe BOJHOTO pacTBOpa JHMETHIaMHHA IMOBBI-
[IaeT BBLIXOA IHPOAVKTA.

3. a-lIlnaurpamus o6pasyeT THAPOXJIOPHUA C T. ILL 60—61°.

Jlpyrue cnocoObl nOJy4eHusl

[IpuBenennas Bule Iponuch paspaborasa Ha OCHOBE
paGoTbll.

1. P. N. James, H. R. Snyder, J. Amer. Cem. Soc., 82, 582 (1969).
60
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