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Panee peakumeit aumnuposanus 1,3,5-TpumeTox-
cuOeH3oma au- 1 TPUXJIOPUUKIONEHTeHOHaMu 1a u b
no ®punento—KpadpTcy Mbl monyyunu 3amMenieHHbIC
npu C? muxnonentenanons 2a, b (cxema 1) [1-3].
[Ipu sTOoM B peakuuu coeaunenus 1b c 2-kpaTHbIM
H30BITKOM TPUMETOKCHOEH301a TpH AJTUTEIHHOM
KHIISTYEHUH, KpOME OMUCAHHOTO paHee coeTUHeHus 4
[2], ObLI BBIIEICH MPOIYKT JBOMHOIO 3aMelICHHS S
(cxema 2).

OOpa3oBaHHe COCIUHCHHS 5 MOXHO OOBSCHUTH
BOCCTaHOBJICHHEM OJIHOM U3 KETOTPYIII IPOMEKYTOU-
HOTO TPOAYKTa 4 B XOJ€ PEAKIIUU U TMOCIECIYIOUIETO
3ameniearss OH-rpynmsl BTOpoil MOJIEKYIoil TpuMe-
tokcuben3zona no dpunemo—Kpadrey. s mgokasza-
TEJbCTBA ATOTO IYTH B PEAKIMH C TPUMETOKCHOCH30-
JIOM OB UCHBITAH paHee MOJTYYCHHBIH THIAPOKCHKE-
TOH 6 [4, 5], KOTOpBI TIPH JUIUTETFHOM KUIISTYCHUU
npuBen K cMmecu coenuHenuit 7 m 5 (cxema 3). Ilo-
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1, R = CH,CH=CH,, X = Cl, R! = CH, (a), R = H, X = H, R'-R! = (CH,), (b);
2, R = CH,CH=CH,, X = Cl (a), R=H, X = H (b).
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BUIMMOMY, B KHCIIBIX YCJIOBHUSIX PEAKLUH U3 CIUpTa 7
o0pazyercsi KapOOKaTHOH A, KOTOPBIH Jjajiee aTakyeT
apoMarnieckuii cyocTpar (cxema 4).

B3aumopeiicrBue coequdHenus 3 ¢ 1,3,5-trpume-
Tokcudensonom. K pacreopy 0.36 r (2.18 mMmoib)
coequHenns 3 B 40 M1 TuxJIopaTaHa MpHU MepeMerIn-
Banuu npudasmsu 0.77 1 (4.60 mmors) 1,3,5-Tpume-
TokcmbOensona B 10 M quximopatana u 3arem 0.51 Mo
xynopuma onoBa(IV). Peakimmonnyto mMaccy KUTIATHIN

¢ 00paTHBIM XOJIOAMUILHUKOM 36 Y (10 ITOJTHOTO MCYEe3-
HOBEHHS UCXOIHBIX COeTUHEHHN, KOHTPOIb 10 TCX).
3areM Maccy OXJIaXJajdu 70 KOMHAaTHOM TeMIiepary-
pbl, ipubaBisy 20 MIT JUCTUIUIMPOBAHHOM BOJABI H
pas0asisiu 30 M1 CHCl;. Opranuyeckuii cioii otze-
JISUIH, TIPOMBIBANIN HachIeHHBIM pacTBopoM NaHCO;
(2x15 mm), cymmnn MgSO,. PactBoputens ynapusa-
JIM, OCTaTOK OYMIIAN KOJIOHOYHON XpoMarorpadueit
Ha KojoHKe SiO, (3MI0EHT — MeTposIeHHbI 3hup—
EtOAc, 10:1). Bexox 0.39 1 (40%) coemunenus 5
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1098 EI'OPOB wu np.

u 0.251 r (39%) panee ommcaHHOTO coenuHeHHs 4
[2].

3,4-buc(2,4,6-TpumeToKkcupeH U )-2-XJIOPUHK-
JoneHT-2-eH-1-on (5). JKentble KpucTamibl, T.IUL
223-225°C. MK cmekTp, v, cM ' 2925, 2854, 1701,
1607, 1594, 1496, 1462, 1457, 1377, 1341, 1230,
1207, 1188, 1156, 1145, 1126, 1059, 1033, 951, 822,
808, 791. Criextp SIMP 'H, 8, .0 2.81 .1 (1H, CH,,
J2.9,18.0I'w),2.95 n.n (1H,CH,,J7.2,18.1T'y), 3.70
¢ (3H, OCHy;), 3.75 ¢ (3H, OCHj;), 3.77 ¢ (3H, OCH,),
3.82 ¢ (6H, OCHj;), 3.85 ¢ (3H, OCHs), 4.87 1.1 (1H,
C*-H,J29,72Tm),6.11¢ (1Hgpow)s 6:12 ¢ (1H 00,
6.18 ¢ (1H,p0y), 6.19 ¢ (1Hy,,,). Crexrp SIMP 3¢,
5, m.i: 39.48 (CH,), 41.69 (C%, 55.14 (OCHj,),
55.32 (OCHj;), 55.38 (OCHj;), 55.83 (OCHy), 55.91
(OCHy;), 56.17 (OCHy), 90.58, 90.88, 91.00 u 91.08
(Clpors Capon)s 104.15 1 107.37 (Cli,), 135.18 (C?),
158.93,159.25, 160.05, 160.69, 161.85 (C% 0, Cpone
CiPOM), 170.29 (C3), 203.80 (C=0). Macc-cnekTp
(ED), m/z (1, %): 449 (450, 451) (100) [M + H]" .
Haiineno, %: C 61.88; H 5.39; C1 8.19. C,3H,5CIO;.
Breruucineno, %: C 61.54; H 5.61; C1 7.90.

B3aumoneiictBue coenunenust 6 c¢ 1,3,5-Tpu-
MeToKcHOeH3010M. [IpoBoauau B yCIOBHSX, OINHU-
CaHHBIX BBIIIIC JIJISI COCAMHEHUS 3, BBOZS B PEAKIHIO
0.1 r (0.59 mmons) kerocimpTa 6 1 0.2 T (1.2 MMOITB)
1,3,5-rpumeTokcubensona B npucyrcrBun 0.14 wmu
(1.2 mmonb) SnCly. Ilocne anamoruuHOW mpeabI-
JOylieMy OmNbITY OOpaOOTKH peakIMOHHOH Macchl M
paszeneHus MPOAYKTOB peakuy Ha KosoHke ¢ SiO,
(amroent — nerposnernsbiii 3pup—EtOAc, 10:1) momy-
g 61 mr (23%) coenuuaenus 5 u 53 mr (30%) co-
eTMHeHus 7.

4-T'unpokcu-3-(2,4,6-rpuMeToKcUPEeHNI)-2-
XJopuMKiIoneHT-2-eH-1-on (7). becuseTHble Kpu-
cramisl, T.0u1. 181-182°C. UK cnektp, v, em 1 3389,
2926, 2853, 1703, 1607, 1584, 1495, 1454, 1435,
1418, 1377, 1344, 1335, 1281, 1285, 1225, 1204,
1155, 1132, 1121, 1072, 1042, 968, 961, 806. Criektp
SAMP 'H, §, m.a.: 2.48 n.a (1H, CH,, J 2.1, 18.3 T'n),
2.62 ymi.c (1H, OH), 2.94-2.99 m (1H, CH,), 3.79 ¢
(3H, OCHjy), 3.84 ¢ (6H, OCH3), 5.31 a1 (1H, C*-H,
J 2.0, 6.3 Tu), 6.18 ¢ (2H,,,,). Cuextp SIMP 13C,
0, m.a.: 43.33 (CH,), 55.50 (OCHy;), 55.90 (OCHy),
69.88 (C%), 90.99 (CEIPOM, Cip()M), 101.78 (C‘aPOM),
135.33 (C?), 163.06, 163.26 (C2 .., C* .. C&

apom> '~ apom> pom)’

163.89 (C3), 197.81 (C=0). Macc crextp (EI), m/z

(Lyep» %0): 299 (300, 301) (100) [M + H]". Haiineno, %:
C 56.58; H 5.29; CI 11.49. C4H,5ClO5. Berancneno,
%: C 56.29; H 5.06; C1 11.87.

UK cnexTpsl momydeHbl Ha CIEKTPOdOTOMETpe
«IR Prestige-21 Shimadzu» (Slmonus) ans o6pasmos
B ToHKOM cioe. Crektpsl SIMP 'H u 13C 3anucanm
Ha cnekTpomerpe «Bruker Avance-500» (I'epmanns)
¢ pabounmu yacroramu 500.13 u 125.77 MI't coot-
BETCTBEHHO, BHYTpeHHHI cranmapt — TMC. Macc-
CIIEKTpPHI MOJIy4eHbl Ha Macc-cnekTpomerpe LCMS-
2010EV (Shimadzu, flnonus) (mumpwuiieBoii BBOI, pac-
TBOp 00pasia B XJI0podopMe/aeTOHUTPHIIE ITPH pac-
xone 0.1 Mir/MuH, 3ITIOCHT — alleTOHUTPUI-BOAA, 95:5,
PEKUM PErHCTPALUH NOJTOKUTEIBHBIX HOHOB IIPH T10-
TEHIHAJIE UTOJBYATOTO MOHU3UPYIOIIETO 3JIEKTPOaa
4.5 xB; Temneparypa kanuiuisipa uatepdeiica 250°C,
HamnpspDKeHHEe Ha Kanmyuisipe natepdetica SB). Jlanabie
9JIEMEHTHOTO aHalli3a CHHTE3MPOBAHHBIX COEIUHE-
Huit moydensl Ha CHNS-ananuzatope EuroEA-3000
(Mranus). Xox peakuuum KOHTPOJIMPOBATIH METOIOM
TCX na mractuakax «Copodum» (Poccust) ¢ obHapy-
JKEHHEM BEILECTB ILIEJIOUYHBIM PAaCTBOPOM IE€PMaHIa-
Hara Kanus. [IpomyKThl cuHTE3a BBLAEISIM METOIOM
KOJIOHOUHOW Xpomartorpaguu Ha cunukarene (30—
60 T amcopOenTa Ha 1 T BemecTa).
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Double Acylation Product in the SnCl-Promoted Reaction
of 4,5-Dichlorocyclopent-4-en-1,3-dione
with 1,3,5-Trimethoxybenzene
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The interaction of 4,5-dichlorocyclopent-4-en-1,3-dione with 1,3,5-trimethoxybenzene under Friedel-Crafts
reaction conditions along with the expected 5-(2,4,6-trimethoxyphenyl)-4-chlorocyclopent-4-ene-1,3-dione
obtained disubstituted product — 3,4-bis-(2,4,6-trimethoxyphenyl)-2-chlorocyclopent-2-en-1-one.

Keywords: chlorocyclopentenones, 1,3,5-trimethoxybenzene, Friedel-Crafts reaction, 5-aryl-4-chlorocyclo-

pentene-1,3-dione, substitution
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