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MUCHMA B PEJAKIHIO

2,3,6-TPHOEHUJIIINPUINH —
HEOBBIYHBIN MOBOYHBIN MPOJAYKT CUHTE3A
1-BUHWI-2,3- AU EHWITNIUPPOJIA N3 BEH3WJI®PEHWIKETOKCUMA
N AIIETWJIEHA B CUCTEME KOH-IMCO

KiroueBble cioBa: OeH3WI(EHWIKETOKCUM, |-BUHMI-2,3-mudeHumuppon, 2,3,6-
TpU-QSHUITHPUIVH.

OOHOPEaKTOPHBIM CHHTE3 MUPPOJOB U N-BHHHIMHPPOJIOB W3 KETOHOB HU
alleTUIeHOB (uepe3 KETOKCHMBI) B CYINEpPOCHOBHBIX cucTemax tuma KOH-
JIMCO (peakmust Tpopumora) [1-3] monyuaer BcE OoJjblliee pacmpocTpa-
HeHHe, Onarojmapst CBOEH MPOCTOTE W JOCTYNHOCTH MCXOJHBIX BEIIECTB.
B HexoTOpBIX chyyasx, B 3aBHCHMOCTH OT YCIIOBHH M CTPOEHHS HMCXOTHBIX
COCIMHEHUH, HapsAy C MHPPOJIaMH B 3TOW peakiuH o0pa3yrTcs W ApYyrue
MPOAYKTHI, HHOT/IA C TIPUEMJIEMBIMH TTPENapaTHBHBIMU BBIXOAaMH (HaNpuMep,
nupuauInupponsl [4], xap6onuns! [5]), HO dalle BCero B BHAE MHUHOPHBIX
npumeceit [6—10]. Brigenenne u uaeHTUGUKAIMS STUX TOOOYHBIX MPOTYKTOB
MTOMOTAIOT JIy4Ille TIOHATh MEXaHU3M TJIaBHOW pEakIuy U I KaKJ0TO OTAEIb-
HOTO ciy4asi OoJiee 1eJeHallpaBIeHHO ONITUMHU3HUPOBATE €€ YCIOBHSL.

Ipu nmomywennu 1-BunuI-2,3-nudenmwimuppona (2) u3 OeH3UIPEHUTIKET-
okcuma (1) u anerunena B cucteme KOH-JIMCO npu atMocdepHOM aBieHIH
MBI BBIACTIIIN U3 PEAKIIMOHHON CMECH HapsLy C LIEJIEBBIM MPOAYKTOM 2 (BBIXO
17%) N-oemsunoenzamun (3) (Beixom 12%), Oenzolinyo kuciory (55%)
1 MUHOpPHBIE KoauuecTBa (1.5%) 2,3,6-rpudenunnupuanna (4):
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Haubonee Heo)XKUAaHHBIM TOOOYHBIM POJIYKTOM PEAKIIUU B JAHHOM CIydae
siBisiercst upuanH 4. Ero o6pa3zoBanue MOXKET OBITH OOBSCHEHO CICAYIOIUMU
MIPEBPAIICHUSMH:

HC=CH + H,0 —— > H,C=CHOH —_— MeHC=0 €8
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bemsundenmnkeTon (5) — OOBIYHBIA MPOMYKT YACTHYHOTO ICOKCHMHPOBA-
HUSI OKCHMOB B YCIIOBHUSIX CHHTEe3a mupposioB [11] — KoHOeHCHpyeTcs ¢ aner-
anpaeruaoM (TUOpaTanus aleTHIeHa B CYIIEPOCHOBHEBIX cpenmax [12], ypaBHe-
Hre (1)), m oOpasyromascs paBHOBECHAs CMECh OJe(hUHOBBIX KETOHOB 6a,b
(ypaBHeHue (2)) B dhopme 6b pearupyer ¢ OeH3MIaMHHOM, AaBas 2,3,6-Tpude-
HunTeTparuaponupuau 7. Ilocnemauit apomaTusupyercs (OKHCIHATEIbHAS
nerunporenusanus moxa naeficteueM JIMCO u BBICOKOH TeMIepaTypbl) B IAPH-
nuH 4 (ypaBHEeHHE (3)).

bensunamun SBISETCS OXUAAEMBIM IMPOIYKTOM INEIOYHOTO THIPOJIU3A
N-Oenszmnoen3zamuaa (3), 4TO TOATBEPKIACTCS HATUYHNEM B PEAKITHOHHOU
cpene OeH30HHOW KUCIOTH (ypaBHeHHUE (4)). DTa cxema TOATBEpKICHA BBIIC-
JICHWEeM MHAPHUANHA 4 U3 IPOAYKTOB PEAKIMU KETOHA S5 ¢ aleTHIEeHOM U OeH3MII-
amuaoM (130 °C, 7 ).

UK cnekrpsl 3anmcanbl Ha cnekrpomerpe Bruker ISF-25 B TabGnerkax KBr.
Crektpsl IMP 'H, C u "N 3apeructpupoBans! Ha cnekrpomerpe Bruker DPX-400
(400, 100 m 40 MI'm coorBerctBenHo) B CDCl;, ByTpennuit cranmapt I'MJIC
(6 0.05 M. 1.). Macc-criektp anekTpoHHON moHm3anuu (70 3B) moirydeH Ha mpubope
Shimadzu GCMS-QP5050A.

2,3,6-Tpudennmanmupuaun (4). A. Cmech 5.50 r (26 MMoIb) OeH3MI(DEHUIKETOK-
cuma (1) u 1.46 T (26 mmons) KOH B IMCO (20 mi) marpesarot (130 °C, 7 1), mpo-
ITycKas aleTHJIeH co CKopocThio 40—45 mu/MuH. PeakinoHHYyI0 CMeCh OXJIaXXIaroT, pas-
6aBistroT BoJoi (60 MIT) M 9KCTParupyroT AMATHIIOBBIM d¢pupoM (5 x 30 mur). DdupHsie
9KCTPAKTBl, NPOMBITEIE BOAOH, cymar mnotamoM. OCTaToK mocie yaaueHus d¢pupa
¢bpakiponupytor Ha KonoHke ¢ AlLO; (QMIOEHT rekcaH, 3aTeM TeKCaH—ITUATHIIOBBIN
adup, 5:1). Beenstor 1.08 v (17%) 1-BunHMI-2,3-mudenmmmuppona (2), 1. i 109—
110 °C
(t. 1. 109—110 °C [13]), 0.65 r (12%) N-6en3undenzamuaa (3), T. wi. 105-106 °C [T1. .
104-106 °C (Aldrich, 2007-2008, p. 291)] u 0.12 r (1.5%) 2,3,6-TpudennnnupuuHa
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(4). Bonublii cnoit noakucisitor pazbasiennoit (1:3) HCl no pH ~2-3 u skctparupyror
JUATHIOBEIM 3¢upoM (3 x 30 mur). DdUpHBIE SKCTPAKTHI, IPOMBIBAIOT BOJIOW, CyIIaT
Na,SO,. [Tocne ynanenust a¢upa nomyqaror 1.74 r (55%) 6eH301HHON KUCIOTHI (MEIKHE
kpuctamisl), T. wi. 120-121 °C (Boma) [r. 1. 121-125 °C (Aldrich, 2009-2010,
p. 237)]. CnexTpanbHble XapaKTepUCTUKN UIEHTUYHBI U3BECTHBIM JaHHBIM [14].

2,3,6-Tpudennamupuann (4). benpie xpucramwiel, T. wi. 98-100 °C (rekcaHn).
UK criextp, v, cM ': 3055, 3028, 1955, 1894, 1810, 1572, 1521, 1429, 1396, 1369, 835,
762, 745, 694, 629, 581. Criextp SIMP 'H, 8, m. x1.: 8.15 (2H, M, o-H, 6-Ph); 7.77 (2H,
c, H-4,5); 7.48 (4H, M, o-H, 2-Ph; m-H, 6-Ph); 7.41 (1H, m, p-H, 6-Ph); 7.30 (2H, M,
o-H, 3-Ph); 7.28 (2H, m, m-H, 3-Ph); 7.25 (1H, m, p-H, 3-Ph); 7.24 (2H, m, m-H, 2-Ph);
7.20 (1H, m, p-H, 2-Ph). Cnextp SIMP C, §, M. a.: 156.7 (C-2); 155.8 (C-6); 140.5
(i-C, 3-Ph); 140.1 (i-C, 2-Ph); 139.4 (C-4); 139.2 (i-C, 6-Ph); 134.5 (C-3); 130.3 (0-C,
3-Ph); 129.7 (0-C, 2-Ph); 129.0 (p-C, 2-Ph; p-C, 6-Ph); 128.8 (m-C, 6-Ph); 128.4 (m-C,
2-Ph); 127.9 (m-C, p-C, 3-Ph); 127.1 (0-C, 6-Ph); 118.6 (C-5). Cnextp IMP "N, §, m. 11.:
—70.9. Macc-criextp, m/z: 307 [M]". Haitneno, %: C 89.79; H 5.65; N 4.48. C,;H;N.
Brruucaeno, %: C 89.87; H 5.57; N 4.56. M 307.

B. Cmech 1.39 r (13 mmonp) O6en3unamuHa, 2.55 1 (13 MMoib) OeH3MIQEHMITKETOHA
(5) m 0.73 r (13 mmone) KOH B 10 M IMCO narpesatot (130 °C, 7 1), mpomyckas
aneTwiieH co ckopocThio 3540 Mi/MuH. PeakuMOHHYIO CMech OXJIaXIaloT,
pa3baBisttoT 30 MII BOABI M SKCTPAruPyIOT AUATHIOBEIM 3dupoM (5 x 30 mir). DupHbie
BBITSDKKHM ITIPOMBIBAIOT BOJOHM, cymaTr mnoramoM. OcTaTok mocie yzaaieHus 3¢upa
(bpaknuoHU-pyIOT Ha KojoHKe ¢ Al,O3 (3II0CHT reKcaH, 3aTeM I'eKCaH—IU3THUIIOBBIN
a¢up, 5:1). Beimenstror 0.53 T ucxomuoro xeroHa 5 (xouBepeus 79%) u 0.16 T (4%)
2,3,6-Tpu-penmnnupuauna (4). Boauerit cioii noakucisoT pazdasnenHoi (1:3) HCI mo
pH ~2-3 u skcrparupyroT AUATIIOBEIM 3hupoM (5 x 30 mir). DdupHBIE SKCTPAKTHI,
mpoMbITEIe BonoH, cymar Na,SO,. Ilocne ymamenus sdupa momyqaror 0.98 1 (62%)
OEH301HON KHCIIOTBHI.

Paboma svinonnena npu punancosoii noodepoicke e0yWuUx HAYUHbIX UKOJL
Ipeszudenmom Poccuiickoii pedepayuu (I panm HIII 3230-2010.3).
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