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CUMHTE3 U PEAKLIMOHHAST CMTOCOBHOCTD
3-METWUIN-2,3,4,5-TETPArVAPO-1H-1,5-6EH30AMA3ENNH-2-OHA

baesciuli A.M., Gaeeckuli M.FO., lNpuxodexo M.M.

Ipoussoassie 2,3.4,5-rerparuapo-1H-1,5-6¢n30auasennn-2-oHa MPHBJICKITH
BHUMAHMC HCOCJICAOBATENEH B TOCICHHHME ACCHTHICTHS HOCIEC TOr0, Kak CPCAM €ro
NPOM3BOAHEIX OBIIM BHIABICHBI COCAHHCHMS, NPOSBISAIIINE TPAHKBWIM3HPYIOMYIO M
AHAIBTC3UPYIOIIYIO akTUBHOCTD |1 — 4]. Bnepsee 3-mernn-2,3.4,5-rerparuapo-1H-1,5-
OcrsonuasenuH-2-0H  Obil  CHHTE3MPOBAH ¢ HE3HAYHTEAbHLIM  BhIXOZOM  (23%)
CIIABJICHACM JKBHMOIADHBIX  Komuuects 1, 2-peHnncHamaMHHa C  METaKpPHIOBOM

KuCnoToi [3].
0 I& o
Clo - — -
NH, 4 ~F N
H

Uenvio nanmoii paGoTel sBusercs aHATHM3 METOXMK CHHTE3a 3-metdi-2,3,4,5-
TeTparuapo-14-1,5-6¢H30Ha3enHH-2-0Ha 1 UCCIEAOBAHNE PEAKUHOHHON CHOCOCHOCTH
CHHTE3WPOBAHHOTO COCTHHCHMS.

MATEPHAJIBI U METOABI

Temneparyper  nmasnenus onpesemsmm Ha npubope [ITIL  Crexrpei H-SIMP
nonyucHsl Ba npudope Varian VXR-300 (300 MI'u), BHYTpeHHui cTaraapT - Me,Si.

Kononounyro xpomarorpadumio (KX) mposopunu ma cunmkarene Merck 230-400
met, konorka 15 x 1,8 oM, siaroent: Genzon-rexcan, 50:1.

3-mernn-2,3,4,5-rerparuapo-1H-6enzopnazenun-2-on (1). a) Pacreop 21,6 r (0,2
Moib) 1,2-enmnenauavuna u 18,5 mu (0,22 Mons) MetakpHiosoit kucnotst 8 100 ma 4N
CONSHOM KHCIIOTBI KMIATAT C OOpaTHBIM XOMOTHIbHHKOM B TeucHue 4 wuacos. Ilo
OKOHYAH¥H DEAKUMH PEAKLHMOHHANA CMeCh OXJTAXKIAIOT H HCHTPAM3YIOT pacteopom 10%
ammuaka g0 wenoyHod cpeast  (pH  8),  ocanok  ordumsrpoBEBatOT M
NEpeKpUCTannu30BRiBalOT M3 nponanona-2. T. ma. 202-203°C. Jlur. nasusie {3): T. mn
202-204°C.

6) B mnockononnyio xonby ¢ Hacaaxoit [una-Crapka # oGpaTHBIM XONOIHILHHKOM
sarpyxaror 21.6 r (0,2 mons) 1,2-pesnrcnanamuna, 18,5 ma (0,22 MOQTh) METAKPHIOBOM
kucnotet ¥ 8,8 1 (0,2 monb) MetaGoproi xucnoth (12,6 r Gopuoli kucaors), 150 ma
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ronyona {(xcumona, Oensona). Kyusarar g0 NPeKpauICHAS BBLIEICHHSA BOAbI B HACAIKE
Juna-Crapra. PacTBopuTenb OTTOHAIOT HA POTOPHOM HCHIAPHTENE, a OCTABLUIHHCS OCAI0K
IICPEKPHCTALIM30BBIBAIOT H3 NPOIIAHOIA-2.
5-6enzun-3-merna-2,3,4,5-rerparuapo-1 H-Gensoguazenun-2-on (2). a) B
NI0CKOAOHHON Konbe pacrsopsior B 50 mn nponanona-2 1,76 r (0,01 mons) 3-mernn-
1,3.4,5-rerparnapo- 1 H-6en3oauaseniusona-2 u 0,67 r (0,012 moms) ruapokcnaa kaamus (1
mn tpudTHaamMuna). JoGasnsior 1,15 mu (0,01 Monp) GeH3uixnopuaa # KANATAT Clge B
Teyende 2 yacos. [loNydeHHYI0 PEAKUMOHHYIO MacCy OThMIbTPOBHBAIOT OT
HEOpranuueckoro  ocrarka. OTrOHSIOT HPONAHON-2 HAa pPOTOPHOM  HCHAPMTENC.
TlonyueHHBIH OCTATOK OYMINAIOT KONOHOYHOU xpomarorpaduei. Beixon 1,22 r (46%), 8
caydae HenonssoBanus tpudTriamuna Beixon 1,08 r (41%). T. rnn. 133-134°C.
S-Genszonn-3-merua-2,3,4,5-rerparuapo-1H-6enzonnaiennn-2-0H 3). B
n.10cKoaoHHON Konfe pacreopsaror B 50 ma xinopodopma 3.5 r (0,02 mons) 3-merui-
1,3.4,5-rerparnapo-1 H-6eu30masenurona-2, nobasmsror 2,46 r (0,03 monv) auerara
Hatpus, [locme zero mo xammsm pobasnsior. 2,3 mur (0,02 moas) GeHzonaxiaopuaa.
P¢akuHOHHYIO MacCy KHISTAT B TeYeHHME | waca ¢ BO3AYIIHBIM XOJORHUIBHHKOM H
OCTaBJLIIOT HAa HO4b, HepacTBOpHMBIA 0cazok OTQHHIBTPOBAIOT, XIOpOQOpMHBIH Crrol
VIIapUBAIOT, OCTATOK MCPEKPHCTALTHIOBHBAIOT U3 3Tanoaa. Beixog 2,35 r (85%).
1-6ytun-3-merun-2,3,4,5-rerparuapo-1 H-6enzoguasenuu-2-oH (4). B
IJIOCKOXOHHEOH k016 pacrsopsior B 30 ma Tosyona 1,76 r (0,01 mons) 3-merun-1,3,4,5-
reTparuapo-1 H-6en3ognaszenuuona-2, aobapaaror 0,276 r (0,012 moris) mMeramnugeckoro
HATPHA ¥ KHRSTAT A0 NOMHOro pacrBopeHus Harpua. [locnme wero gobasmsmor 1,1 ma
(0,01 wmomp) OvrunOpoMuia H KHIOATAT Cmle B TeueHWC 2 4acos. IloayueHHYyIO
PEaKUHOHHYI) Maccy OTOHIBTPOBBIBAIOT OT HEOPTaHWYECKOro ocratka. OTroHsior
TOodyon Ha poropHoMm ucnapuTene. [llonydeHHBI OCTaTOK OYMINAXOT KOJIOHOYHOH
xpomarorpadueii. Baixog macnoobpasuoro npoaykra 4 — 1,11 r (48 %).
5-6enzoua-1-6yrus-3-metua-2,3,4,5-rerparuapo-1 H-Genzoquazenun-2-ou (5). B
ILIOCKOAOHHON Kk0a0e pactsopsror B 50 mn tonyona 2,82 r (0,01 mons) 3-Henszomn-3-
meTua-1,3.4 5-rerparuapo-1 H-Genzoguasenusona-2, gobasnsror 0,276 r (0,012 mons)
METAIMYECKOI0 HATPpusi W KHMSTAT JO MOJHOrO pacrsopeHus wHartpus. [locne wero
aobasmmor 1,1 M (0,01 mone) OyrminbpoMmuaa U KUISTST CIOC B TEUYCHHE 2 4ACOB.
ToayueHByIo peakuHOHHYIO Maccy OTQUIBTPOBBIBAIOT OT HEOPTAHWYECKOTO OCTATKA.
Orronstor Tonyonm Ha pOTOpHOM uchapurene. [lonydcHHBIH OCTATOK  OYHINAKOT
KOTOHOYHOH xpomarorpaduei. Brxoa Macioobpassoro mpoxykra 5 — 1,1 r (33%).

PE3YJIbTATBI U OBCYXIEHUE

B xoze paGorbi Gbutn onpoGoBaHB pPA3TMYHBIC METOAMKH CHHTE3a 2.3.4.5-
Terparuapo-1H-1,5-Cenzonnasenun-2-08a, HCMONB30BAHHEE HAMH paHee B CHHTE3E
Gensumuaasonos |S]. Bo Beex ciyuyasx B kauecTBe HCXONHBIX COSHIMHEHUN MPHUMEHIATUCH
1,2-benunenmamur ¥ verakpuiosas  kucnora.  Kormgemcaumro nposoguid B
OPraHUyCCKHX PACTBOPUTCIAX — OEH30IE, TONYOIC W KCHIOJNE B NPUCYTCTBHH OOPHBIX
kucnor (Gopnoit u merabopHoit). Kpome toro, Obina BocnpousseseHa METOHKA CHHTE3a
Gensozuaszenun-2-on08 B 4 N cousHol KuCIoTe onmcannas B crathe I, Baxmana [4].
PesynsTate sxcriepumMenTos npedcraBiacHs b Tabm. 1.
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AHATH3 TIONYYEHHBIX PE3yASTATOB OAHOZHAUHO MOKA3ad, 9TO MeToj CuHTesa 3-
meti-2,3.4,5~rerparngapo-1H-1,5-0ensoasenyy-2-08a B TONYONE B [IPHCYTCTBUM
GOpHBIX KUCIOT, MO3BONSCT MONYYHTh HENCBOH MPOXYKT ¢ 0OEC BHICOKMM BBIXOAOM B
JOCTATOYHO  MSITKHX  ycnoBuax. [lOBbIIICHHEe — TEMIEPATyPhl  KOHACHCALMH  C
HCIO/b30BAHHEM BONEC BHICOKMILIIEro pacTBopurend (cuire3 4, 6 tabn. 1) npusomut
YMCHBLUCHHIO BBIXOJA, CBA3AHHOIO C oOpasoBaHmeM OOLINOTO KONHYECTBA MPOAYKTOB
ocmonenus. B ciivuae MCHOIB30BaHMS B KA4CCTBE PACTBOPUTENA OEH307Ma BHIXOA
LEIeBOro NpoAyKTa pe3ko cHkacrea (cuures 2 Taba. 1), uro cBssano ¢ Goraee HH3KOM
TEMICPATYPOH B pCAKIMOHHOH cpeac, OOYCIOBNEHHOH TEMIEpaTypoH KHICHHS
pacTBopUTeNL. YBEIHUCHHC BPEMCHHM PEAKUMH HE TPHBOAUT K MOBBIIUEHHIO BBHIXOJA
OeH3oMaseIHE-2-0Ha.

Tabdamia 1.
JarnCHMOCTL BRIX0AA 3-MeTWiI-2,3,4,5-rerpariapo-1H-1,5-0enzomasenun-2-o1a or
YCIAOBHH KOBACHCALIN

AMMH 4yac

1 0,2 MOIb 0,22 MonB 4 N HCI 4 38 10,8
2 0,2 MOTB 0,22 MoIb HBO; Genson 12 15,9 453
3 0,2 MOb 0,22 MOIb HBO, TOMYOL 2 27.2 77.4
4 0,2 MOTIb 0,22 mone HBO, O-KCHITOJT 2 25,7 73,1
5 0,2 Mmoan 0.22 m0:b H;BO; TOAYOJI 2 25,2 71,7
6 0,2 Mo 0,22 Moas Hi:BO; O~KCHON 2 24,1 68 4
7 0,2 MoJb 0,2 MO - cmiasad. [3] 8.1 23

[NpotuBopcunBbie JAHHBIC HMEIOTCS B JHTEpATYpE MO  aJKWmHposannmw 1H-1.5-
OeH30HA3CIHE-2-0Ha AIKIITAIONCHHAAMH. B OOHHX HCTOYHMKAX VIBEPKIACTCH, WTO
AUIKHIAPOBAHHE IIPOTEKACT NPCHMYLHECTECHHO B nonoxkesue 1 [l], B apyrax, 4ro B
nonoxenue 5 |2} Hamu Gbin u3yueH npouecce ankumposarus 3-meruin-2,3,4,5-rerparnmpo-
1H-1,5-Gensomuasenun-2-ona (1) B pazmuunmx yenopusx. Okaszazoch, YT0 B NPUCYTCTBHH,
KaK ¢AKOrO Kand, TAK W TPHITHIAMMHA TKAIHPOBAHHE IIPOTCKAET B HONOXKCHAC 5, a npwu
ATKHTMPOBAHKMH  HATPHCBOH COMH  3-metwn-2,3.4,5-terparuapo- 1 H-1,5-6ersonnasenun-2-
OHA, (PeABAPUTENBHO NONYYCHHOH  BlauMoAcHcTBHeM — OcnsomvasermuoHa 1 ¢
METAIIMYICCKHM HATPHEM B TONVONR, OCHOBHBIM IMPOAYKTOM ATKWINPOBAHHS AwjIserca 1-NV-
ATKHWIIIPOU3BOTHOC 2.
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Tabauna 2.
HMP criekpsl npou3BoaHbIX 3-Merui-2,3,4,5-reTparuipo-1H-1,5-6enzoguaienun-2-ona
Upynma XyUMHAYECKRE COXBHTH, M.J.
WM aTOM 1 2 3 4 5
N-H 9,42¢ 9.42¢ - 9.42¢ -
C’H 2.58m 2,58m 2.58m 2.58Mm 2,58m
C’-CH; 0,891 0,891 0,891 0,89 0,894
C*-H 3,25m 3,21m 3.31m 3.11m 3,17m
N'-H 4.92¢ 4.92¢ - -
Ar 6.92- 6,85- 6,92-7.24m 6,85-7.48m
7.24m 7.48m
Alk - 4451, | 07751, 1,19x, | 0,797, 1,33k, | 0,797, 1,33k,
4,40x 1,36, 3,83 | 1,56k, 3.78m | 1,56k, 3.78m
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BLIBOJbI

B pesynerare BhinosnseHHOH paboTer paspaboraH HOBbIH, d¢dekTUBHBIA METOA
cunaTedd 3-merun-2,3.4. 5-rerparugpo-1H-1,5-6eH3opnaszenun-2-o4a U KWCCICAOBAHA CTO
PEAKLMOHHAY CIIOCOOHOCTE.
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