==

M3B. Capar. yH-Ta. Hos. cep. Cep. Xrmns. brionorns. Ixonorns. 2014. T. 14, Bbir. 3

3aknioyeHme

B xoj1e mpoBeieHHOM paboThI TOKa3aHa CeleK-
THUBHOCTB KaTaJIN3aToOpa 110 apOMaTHIECKUM YIIIEBO-
J0posiaM U u30aiakaHaM. Hammydmme nanasie Oputn
noyuyensl pu temreparype 350°C. TlomydeHubIi
KaTalln3aT COOTBETCTBYET cTaHnapty EBpo-5 mo
cojiepKaHuI0 OceH30Jia U 0Je(PUHOB B TOILIHMBE.
YCcTaHOBIIEHO, YTO MAaKCUMAJIBHBIN BBIXO SKHUAKIX
YTIEBOAOPOIOB TOCTHTACTCS ITPH 0OBEMHOM CKOPO-
ety motoka 2 u !,
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Bnepeble n3yyeHbl peakumn 3-aueTtoaueTnn-2H-xpomeH-2-oHa ¢
kapbamunamu B TEPMMYECKOM M MUKPOBOSHOBOM BapuaHTe. [lo-
NyYeHbl HOBOFO TWMA rETEPOCUCTEMbI AUTMAPOOKCA3NHUNXPOMEHO-
HOBOr0, AMINAPOXPOMEHONMPUMUAMHOH(TUOH)OBOTO PsinoB. O6Ha-
PYX€eHa BO3MOXHOCTb AMMEPU3aLMN NOCPEACTBOM NPOCTON adpup-
HOI4 CBSI3X NUPAHOXPOMEHOBOTO M XPOMEHOTETParnapOnUpULNHO-
BOro ¢parmeHToB. [pesioxeHbl BEPOSTHbIE CXEMbI MPEBPALLEHNIA.
KnioueBbie cnoBa: 2H-xpomeH-2-0H, kapbamuabl, AUrMapooKca-
3VHWUIXPOMEHOH, AUTVMAPOXPOMEHONUPUMULMHOH(THOH).

3-(1, 3-dioxobutan-1-il)-2H-chromen-2-one
in Reactions with Ureas

I. V. Strashilina, 0. A. Mazhukina,
0. V. Fedotova, S. M. R. Al Mansoori

First studied the reaction of 3-acetoacethil-2H-chromen-2-one
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midinon(thione) heterosystems were obtained. The possibility of
dimerization through the ether linkage between pyranochromene
and chromentetrahydropyridine fragments was found. Probable
transformations schemes were suggested.
Key words: 2H-chromen-2-one, ureas, dihydrooxazinylchrome-
none dihydrochro-menpyrimidinon(thione).

3amenieHHble 2H-nupaH-2-0Hbl 1 UX OCH3aH-
HEJIMPOBAHHbBIC aHAJIOTH 00JIaIal0T IIIMPOKUM CIICK-
TPOM (PUBHOJIOTHYECCKONH aKkTHBHOCTH [1-5], 9TO
MPUBIIEKAET BHUMAHUE K M3YUYCHHIO MX CBOMCTB.
[TonuokcocoenuHeHUsT OEH30MUPaH-2-0HOBOTO
(XpoMeH-2-0HOBOTO) psijia TAKXKE SIBISIFOTCS IICHHBIMH
cyOcTpaTamMu ¢ BBICOKMM XMMAYECKHM MTOTEHITNATIOM
B OPraHUYECKOM CHHTE3€, 00YCIIOBICHHBIM HATMYH-
€M KapOOHMJIBHBIX TPYIII Pa3IMYHOTO XapakTepa (Ke-
TOHHOH U JJAKTOHHO1), TeTEPOLIUKINIECKOI CHCTEMBI,
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MOTEHIHAILHO CIIOCOOHOM K PEIMKIIN3alNH, AKTHB-
HOTO METHIICHOBOTO 3B€HA M MHOXKECTBOM DJIEKTPO-
(bMITBHBIX TICHTPOB. JTO MO3BOJISIET UCTIOJIL30BATh UX
B cuHTe3e O-, N-coiepkayux mpakTHIeCKH BAKHBIX,
B TOM YHCJIE ¥ JITIs1 COBPEMEHHOW MEUITIHBI, TeTEPO-
HOUKINYCCKUX COC}II/IHGHI/Iﬁ 158 onpez[enﬂeT HpI/IKJ'IaI[-
HYI0 3HaYUMOCTh MCCIICJIOBAaHUN B IAHHOM 00JIacTH.

Hcnonb3oBanre MEKPOBOITHOBOTO U3TydeHUS
MO3BOJISIET COKPATUTh BPEMsI MPOBEJECHUS TpeBpa-
MEHUH 1 MTOBBICUTH BBIXOJIbI IIEJIEBLIX MMPOAYKTOB;
COKpalleHHUe uucia CTalui IpUBOJUT K yMEHbLIE-
HUIO UCIIOJIB30BAHUS PACTBOPUTEIICH, UTO COTTIACY-
€TCsI C OJTHOM M3 KOHIEHIHHN «3€JIeHON XUMUN» U,
TaKkuM 00pa3zoM, CIIOCOOCTBYET BCe OOJIBIIIEMY €TO0
BHEJIPEHUIO B TEXHOJIOTHH OPTaHUIECKOTO CHHTE3A.
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CrpoeHue NoIy4eHHOTO MOJIMOKCOCOEIUHEHUS
(3) noareepxeno ganaeivMu MK, SIMP IH u 13C cniek-
tpockoruu. B UK cnexrpe 3-(1,3-nnokcobyran-1-
un)-2H-xpomeH-2-oHa (3) IPUCYTCTBYIOT MOJOCHI
MTOTJIONICHNUS COPSDKEHHBIX | TAKTOHHOTO KapOOHMITa
(1728 cm™ ) u kapGOHMIBLHOMN KETOHHOMN (pyHKIMH
(1680 cm ™ 1). OnHa 13 KapOOHUIBHBIX IPYII ALETO-
AICTUIIBHOTO 3aMECTUTENSI HAaXOAUTCS B CHOJIBHOM
(hopme, uTO comracyercs ¢ HAIMYUEM TOJIOCHI TMO-
DIOLIEHHUS Viyy B o6macta 3500-3200 M~ !, Curnaist
BaJIeHTHBIX Konebanui ceazedt C-H CHj-rpymmsi
nposBAroTCcs pu 2999 u 2854 cm !, a neopmanu-
OHHBIX Kojtebanmii mpu — 1446 m 1362 cm 1.

B AMP'H cnexrpe coemunenus (3) (puc. 1,
2) OTMEUCHBI: CHHIJIET CHOJIILHOTO THAPOKCHIA IPU
15.96 M.n., CUHIIETH BUHWJIBHBIX TPOTOHOB MPH
6.85M.1. 11 8.76 M.11., CHHIJIET METUJIBHBIX IPOTOHOB
npu 2.20 mM.1. MynbTUIIIET apOMaTHYECKUX TPO-
TOHOB TIposiBiIsieTcs B obnactu 7.35-7.96 m.x. [7].
Ipu peructpanuu SIMP'H cnektpa coenunenus 3
B JIMCO-d kpome BBIIIENEPEINCIIEHHBIX CUTHAIIOB
MOSIBIIICTCA CUHIJIET METHJICHOBBIX MPOTOHOB MIPH
4.13 M.a., 9TO CBUJETEIHCTBYET O TayTOMEPHOM
PaBHOBECHHU MEXIy KETOHHOH M €HOJIBHBIMH (Op-
mawmu (3a, 3b) mis coequnenus (3). Takum oOpazom,

XnMns

C

Bsenenne 3-3amemennbix 2H-xpomen-2-oHoB
B peakinuu ¢ KapOaMugaMu MpeCTaBIsIIOCh Mep-
CIICKTHBHBIM, YUYHUTHIBAs aMOUJICHTHOCTh MOCIHEI-
HUX ¥ MHOTOIIGHTPOBOCTh CyOCTPATOB B PEAKITUAIX
HYKJICO(MIBHOTO 3aMeleHus. Takue npeBpaieHus
MOTJTH TTPUBOJIUTH K ITOJTyYEHUIO HOBBIX a30T- U KUC-
JIOPOJICOACPIKANTUX TETEPOCUCTEM, U30CTPYKTYP-
HBIX TIPUPOIHBIM, OTKPBIBAS ITMPOKHE MTEPCIIEKTHBBI
JUIS X WCIIOJB30BaHMS B Ka4yeCTBE OMOJIOTHUECKH
AKTHBHBIX BEIIECTB.

CHHTE3 NCXOJTHBIX BEIIECTB OCYIIECTRISIICS 110
n3BectHoi Metoauke [6]. Tak, 3-(1, 3-nuokcoOyTaH-
1-n1)-2H-xpomen-2-0H (3) ObLI MOTYUEH B PE3yb-
Tare KOHJIeHcauu 4-ruipokcu-6-metmi-2H-nmpan-
2-oHa (1) 1 canuuuIOBOTO anpaeruaa (2):
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cyOcTpar (3) ¥ B TBEPIOM COCTOSIHMM U B PacTBOPE
CDCl, cymecTtByeT B 0HOH U3 €HOMBHBIX GopM (3a,
3b), Torna kax B )IMCO—a’6 OTMEUEHO CYIIeCTBOBA-
HUEe 00euX TayTOMEPHBIX (HOPM.

B AMP 3C cnekrpe coenunenus (3), momy-
YEeHHOM B CDC13, HaOII0IAaI0TCS CUTHAJBI, OTBE-
Yarolue Pe30HAHCY sIep METHIEHOW TPYIIIIBI IPU
27.54 M1, TpeX Sp>-THOPUIHBIX aTOMOB yIIIepOaa
BUHWIBHBIX (hparmMeHToB npu 76.75-77.39 m.x.,
aTOMOB yTJIEpPO/Ia apOMATHYECKO CHCTEMBI B HH-
tepBasie 116.56-133.97 m.a. Atom yriepona nak-
TOHHOW KapOOHUJILHOW TPYIIIBI MPOSABISAETCSA MPU
158.01 M.71., KapOOHMIIbHOM (PYHKITUH OTBEUALCT CHT-
Han npu 171.98 m.n. ATomy yniiepoza, CBI3aHHOMY
C €HOJILHOW THMAPOKCUIIBHOW TPYIIOH, OTBEYaeT
cur"ai npu 159.56 m.x.

Panee ObUIO yCTaHOBIIEHO, YTO 3-3aMellIEHHBIC
XPOMEH-2-0OHBI B YCIIOBUSIX TEPMHUYECKOTO BO3ICH-
crus ¢ 6unykineodunamu (NH,~NH, u NH,OH)
pearupyioT o 1,3-1ukapOoHMIBHOMY (QparMeHTy
anudaTudeckoil YacTH MOJICKYJIBI ¢ 00pa3oBaHUEM
nsaTuanieHHbIX O, N- rereponukIios [8]. MoxkHO Ob110
MPEATIONIOKHITE, YTO PEAKIIHS HCXOJHOTO OKCOCOCTH-
HEHHS C MOYEBHHOU OyAeT MpOTeKaTh aHAJOTHIHO
¢ o0pazoBaHMEM IIECTUUIICHHOTO a3areTepoLuKIIa.
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Puc. 1. AMP'H cnekrp TayromepHoii cMecn coenunenuii (3a, b) (CDCly)
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Puc. 2. IMP'H crextp Tayromepuoii cmecu 3-(1,3-muokcobyran-1-um)-2H-xpomen-2-ona
(3) u enonpHbIX popM (3a,b) (DMSO-d,)

Hamu BrepBBIie yCTaHOBJICHO, YTO B3aUMO-  COIPOBOXIAaeTcs oOpa3zoBaHmeM 3-(2-aMHUHO-4-
nercteue 3-(1, 3-auokcoOyTtan-1-un)-2H-xpomen-  metun-3,4-nuruapo-2H-1,3-okca3un-6-mi)-2H-
2-oHa (3) c MOYEBUHOM B YCIIOBUAX BO3AEHCT-  XpoMeH-2-oHa (4), BBIXOJI KOTOPOTO COCTaBUI

BUSA MUKPOBOJIHOBOT'O U3JIYYCHU JICCTBUTEIILHO 81%.
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[ToBenenne n3ydaemoro coenuuenus (3) mpu
HarpeBaHWU ¢ MOYEBMHOW HOCUT MHOM Xapakrep, a
HMMEHHO: CONPOBOKIACTCS HYKICOPHIbHOM aTaKkon
AMUHOTPYTITION MOYEBHHBI alTM(haTHIECKOTO KapOo-
HUJIa cyOcTpara ¢ mocIeIy oM B3auMOACHCTBUEM

tO

BTOPOI aMUHOTPYTIITEI C 3IEKTPOPHUIBLHBIM aTOMOM
yIIepojia HerpeneabHoro ¢gparMeHTa 4Tto B UTOTE
NPHBOAMT K 0OpasoBaHuio 4, 4a-mquruapo-4-(2-
AMUHOTpOIITHACH)- 1 H-XpoMeHOTUpUMHTHH-2,
5-nuoHa (6):
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CrpoeHue MOJy4eHHBIX COEAMHEHUH 3/1eCh U
nanee moaTBepxkaanoch nanaeiMa UK u SIMP 'H
CHEKTPOCKOIIHUH.

B UK cnekrpe coenunenus (4) mpucyTcTByeT
T10J10Ca BaJICHTHBIX KoebaHuit aMmuiHoi NH-rpymnmst
npu 3536 cm . TTomoca xome6anuit mpu 1635 cv ™!
cootBercTBYeT (pparmenty C=N. CoxpaHeHHUe nax-
TOHHOW KapOOHMIIBHOU IPYIITIBI HOATBEPKAAETCS Ha-
mraieM curaana mpu 1699 ey !, TIpu 3ToM momock!
TMIOTVIOIICHHS, OTBEUAIOIINE BAJICHTHBIM KOJICOaHUSIM
conpsikeHHbIX (1660-1670 cm™ ') 1 HeconpsKeHHBIX
(1675-1690 cm ™) KapOOHMITBHBIX TPYII, HCUE3a-
FOT. JIBOMHOM CBSI3M OTBEYAET MOJIOCA MOIIOMICHUS
1657 cm~!. BameHTHsiM 1 Je(hopMaIMOHHBIM KO-
nebannsam cesasu C-H B8 CH;-rpynme cootseTcTBY-
10T curHansl 2926 cm ! u 3061 em !, 1434 em ! u
1393 cm ! cooTBeTcTBEHHO.

B SIMP'H cnexrpe coemunenuus (4) mpucyT-
CTBYIOT CHHIJIET BUHMJIBHOTO NpoTOHA (7.66 M.1.),
CUHIJIET METHHOBOTO POTOHA ITpH 4.72 M. 1., CHHIJIET
MIPOTOHOB MEPBUYHOM amuHOrpynmsl (5.21 M.1.).
Cunrier npotoHoB npu 1.57 M.J. COOTBETCTBY-
€T METWIbHON rpynne. MyiapTUILUIET apoMaTuye-
CKHX MPOTOHOB NPOSBIsETCS B Iuana3oHe 6.47—
7.26 Mm.1.

TakuM 00pa3oM, Ha OCHOBAHUH CHEKTPaJb-
HBIX JJaHHBIX, U npexne Bcero MK cnexrpocko-
UM, MOXKHO CJelaTh BBIBOJX O peajiu3aluu IMpo-
TOTPOMHON MMHUH-EHAMHUHHOW TayTOMEpHH MJIs
aMUHOAUTHIpOOKca3nHmI-2H-xpomeHn-2-oHa (4).

XnMns

B UK cnexrpe coenmuenus (6) xapakrepu-
CTUYECKHE BaJICHTHbIE KOJIEOAHUSI aMHUIHBIX TPYIIIT
IPOSBJIAIOTCS B BHJE JABYX Monoc TpH 3346 cv !
u 3443 cm !, Tonoca BaneHTHBIX KolebaHmil mpu
3139 cM™! cooTBeTCTBYET MOMIONMIEHHIO HMUHHOM
rpynmsl. [Tonoca mormomenust C=0 (amup 1) ot-
Medena nipu 1677 cm ™!, CoxpaHeHHe TaKTOHHOTO
KapOOHMIIa TOATBEPHKAACTCA HAIUYUEM IOJOCHI
norsomienust mpu 1717 cMm L. Banenrtusie koeba-
uust csasu C-H B CH;-rpymine nposiBisitoTest B BUjie
curnanos npu 2926 v 13098 em !, nedpopmarmon-
HBIM KOJIeGaHHAM COOTBETCTBYIOT TT0NOCkI 1345 cm™!
u 1419 eml.

B AMP'H cnextpe coenunenus (6) oTMeueHsI
cunretsl NH-rpynm amuanoro gparmenta (6.12 M.
1 5.90 M.71.), CUHIVIET IPOTOHA UMUHHOHN (PyHKIIHH
(8.64 M.n.), cuTHAJIBI METUHOBBIX (1. 5.53 Mm.u.
J=6Tuwuna 4.12 m.a. J= 6 I'n), METUIBHBIX
(1.56 m.n.) 1 BuHMIBHOTO ( 6.77 M.J.) IPOTOHOB.
ApOMaTHYECKUM MPOTOHAM COOTBETCTBYET MYIb-
tumuiet npu 7.15-8.31 m.x.

Nmetorcst cenennst o0 Bo3amMoxkHOCTH 3-(1,3-110K-
co0Oytan-1-nmi)-2H-xpomen-2-oHa (3) 00pa3oBbIBaTh
MOJTyKEeTaIH IPU B3aUMOACHCTBUH € (POPMaMUIOM,
a TaKke B cirabokucioi cpene [9-10].

DTO TO3BOJIWIO MPENNOIOKUTh, YTO B3aHMO-
neiicrBue cyocrpara (3) ¢ THOMOYEBHMHOM NPUBEIET
K HyKJIeo(pHUIbHOW aTake aTOMOM a30Ta aMMHaka
aneTwibHOTO KapOonuna 3-(1,3-nuokcobyTan-
l-um)-2H-xpomen-2-ona (3) ¢ mocieaymomen
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N-rereponukim3anyeil 1 00pa3oBaHUEM CO BTOPOH
MOJICKYJION cyOcTpara, mpeTepreBiieid KOHKY-
peHTHYIO KapOouwmkiausamnuio [9], mpocToii adup-
HOH CBSI3U, YTO MPHUBOJUT B UTOTE K MOJYYCHUIO

S

HzN NH;

(o}
o
o

OH oH H

B UK cnexrpe npoaykra (7) ucuesaer moio-
ca, OTHOCSINAACS K BaJICHTHBIM KOJICOAHUSIM JIBYX
CONPSIKEHHBIX JIAKTOHHBIX KapOOHUJIBHBIX TPYIII
B obmactu 1750-1700 cM ™! u mosBsieTcs monoca
MOMIOLICHUS, COOTBETCTBYIOILAsl BAJICHTHBIM KOJIe-
GaHMAM BTOPHYHON aMHHOTPYIIIB! pH 3348 cm .
KapOonunpnbie GpyHKIIUN MPOSBISIOTCS B BUJC
nornomenus npu 1678 em !, 1685 u 1692 cm !
[Tonoca BameHTHHIX Konebaumit mpu 1280 cm!
COOTBETCTBYET BAJICHTHBIM KOJICOAHMSIM IPOCTOMH
s¢dupHoii cBszu. dedopmannonusie koieOaHus
JBOMHBIX cBs3eil C=C mposBIsIIOTCS B BUJIE CUTHAIIA
npu 1655 ¢!, BasnenTHBIM KoneGaHUAM CBs3eit
C-H MmetusibHOM TI'pyIIBl COOTBETCTBYET CUTHAJ
npu 2922 cm L.

B SIMP'H cniextpe XpomeHomupuans- 1 0a-uiox-
cukcanTeHo-1,3-nmrona (7) mpUCYTCTBYET CHHIJIET
[IPOTOHA BTOPUYHON aMUHOIPYIIBI pU 8.65 M.I.
JIBa BUHUJIBHBIX NMPOTOHA HPOSIBIAIOTCA B BHJE
YIIUPEHHOTO CHUHTIEeTa pHu 7.63 M.1. BuHUIBHBIN
MPOTOH, HAXOASIIUICS MPU aTOME yriepoaa, Co-

AN HaN~ “NH, AN

B —

C2Hs0H, MW
CH3

34

XpoMeHonupuinH- | Oa-unokcukcanTeHo- 1,3-1uona
(7) ¢ BeIxOmOM 63 %.

BeposiTHO, B BELIOpaHHBIX YCIOBUSX THOMOYEBH-
Ha, TUJIPOJIH3YSICh, SBISICTCS UCTOYHUKOM aMMHUAaKa.

t°, H,0

—_——

NH3 + CO; + H,S

CH3
(0]
X
(o) N CH3
. o H
-H,0 (o) o
CH3
AN
o 7

MIPSDKEHHOM € KapOOHWIJIBHOM MPYIIITOH, IPOSIBIISCTCS
B BUJie cuHmeTa npu 6.11 m.a. [IpoTonsr meTuie-
HOBOH Tpymiisl 1,3-IuKapOOHUIBHOTO (parMeHTa
MIPOSIBIIIOTCS B BUE cuHIyieTa rmpu 3.71 m.a. Metu-
NEHOBOMY 3BeHy npu C, COOTBETCTBYIOT JBa J1yOJie-
taipu 5.92 m.a. (J=24 I'n) u 4.14 m.a. (J=24 T'n).
CHHIJIET NPOTOHOB MpHU 2.65 M.JI. COOTBETCTBYET
METHJIbHBIM IPOTOHAM. APOMaTHY€CKUM IIPOTOHAM
COOTBETCTBYET MYJIBTHUILICT MpHU 6.64—7.32 m.j1.

Haiineno, uro B peakiuu 3-(1,3-muokcobyTan-
1-mn)-2H-xpomen-2-ona (3) ¢ THOMOYEBHHOH B
YCIIOBUAX MUKPOBOJIHOBOI'O BO3JIEHCTBUS, BEPOSATHO,
MIPOUCXOIUT HyKJIeo(UIbHas aTaka aTOMOM a30Ta
KapOOHIIBHOW TPYNIBEl aTu(paTHISCKON eI ¢
nocienyroumeil arakoii BTOpOi aMUHOTPYNIION
aToMa yruepoja 2, 3-HempeaenbHOro ¢gpparMeHra
¢ obpasoBanueM 4-(2-0KCOIpoI)-2-THOKCO-4a,
10b-guruapo-1H-xpomenonupumuaua-5(2H)-ona
(8) — tTnoananora unrepmenuara (5). Takum 06-
pa3oM, peakiusi HOCHT OOIIHI XapakTep Kak IS
MOYEBHUHBI, TaK U JJIsl THOKapOaMua.
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B UK cnekrpe coequnenus (8) mpucyrcr-
ByeT MOJIOCA BAJICHTHBIX KOJIEOAaHUN aMHUIHOU
NH-rpynnsl npu 3437 cm ', CoxpaHnenue max-
TOHHOW KapOOHWJIBHOW TPYNIBI MOATBEPKIAETCS
HajuuueM curuana npu 1714 cm ! AuerunsHomy
KapOOHMTY COOTBETCTBYET CHTHAN mpu 1678 cvm !
Konebanus cBsizsm C=S mposBISIOTCS B BUIE I0-
nockl moromenus npu 1186 ey . JIBoitnoii cBa3u
OTBeuaeT mojioca moraomenus 1657 cm ! Ba-
nenTHbIM Konebanusam cesasn C-H B CH,-rpynme
cOOTBeTCTBYIOT curHambl 2926 cm! u 3061 cm !,
neGopMallMOHHBIM KOJIEOaHUAM — CHUTHAIbl U
1434 e ' m 1393 em .

B SIMP'H cnektpax coemunenus (8) nmpucyT-
CTBYET CHUHIVIET BUHMUJILHOTO mpoToHa (6.17 m.1.),
MYIBTHIJIET METUHOBBIX MPOTOHOB Tipu 3.71—
4.36 m.1., cunrieT NH-poTOHOB aMUJHBIX IPyIIIT
(2,04 m.n.). CunreT npoToHoB npu 1.57 M.11. cOOT-
BETCTBYET METWJIbHOH Ipymnne. MynbsTUIUIET apoMa-
TUYECKUX ITPOTOHOB HaXoauTcs pu 6.59—7.84 m.x.

3KcnepumeHTaanan 4acTb

KonTponb 3a X0moM peakuuii, onpeneacHue
WHIUBUIYATbHOCTH U UICHTU(DUKALIUS TOTYICHHBIX
coeanHeHnH ocymniecTBIsuch metogamu TCX, K
u IMP 'H cnextpockonum.

TCX ananu3 npoBoJWIcA Ha IUIacTUHKAxX Silu-
fol UV-254; smoeHT rekcan-a¢pup-aneron (3:1:1),
reKkcaH—a9Tuiamnerar-aineTon (2:2:1), nposBuTenb —
napel Hoja, Y®- u3mydeHue.

DOneMmeHTHBIN ananmm3 pooauics Ha CHNOS
sieMeHTHOM aHanuzarope vario MICRO.

UK cnekrtpsl 3anuceiBanuch Ha UK dypsbe-
cnektpomerpe ®CM 1201 B Tadnerkax KBr.

SIMP 'H u 13C cnekrpsl monmy4ensl Ha criek-
Tpomerpe Varian 400 npu temnepatype 30°C
(400 MI'u, CDC1,, DMSO-d6). BuyTpennuii cTan-
JapT — TeTpaMeTUIICUIIaH.

Bo3neiicTBue MUKPOBOJIHOBOI'O HU3Jy4YEHHS
o0ecIeunBaioCh aBTOMaTHYECKOH MUKPOBOJIIHOBOM
ycTanoBKkoii 1t cunreza NOVA 11, pabouas temme-
parypa 180-190 °C.

3-(1,3-nuokcodyran-1-unia)-2H-xpomen-2-on
(3). B kpymiononnyo konly, cHaOkEHHYIO 00paTt-
HBIM XOJIOIUJIBHUKOM, ITOMeIlatT 67 MJ dTaHOJa-
pexTuduKaTa, B KOTOPOM PACTBOPSIOT IIPH HarpeBa-
HiH 4,39 1 (35 MMOJIB) 4-THAPOKCU-O-METUINIHUPAH-
2-oHa (1). Ilocne ero pacTBopeHuss HO0OABIAIOT
1,91 ma (17,4 MMOIB) CAaTMIMIIOBOTO aJIbJIETHIA
(2). Harpesartot 2 u ipu Temmneparype 75°C. 3a xo-
oM peakuuu ciaenar no TCX. CMech oXnaxkaaroT
CHaJasla Ha BO3IyXe, 3aTeM B XOJOAMJIHHHUKE. BBI-
MaBIIne KENThIE KPUCTAIIBI OT(QUIBTPOBHIBAIOT,
MPOMBIBAIOT BoAO#M u moayuaior 3,04 r (BbIXof

XnMns

76%) 3-(1,3-nuokcobyran-1-nm)-2H-xpomeHn-2-
ona 3.T.mn. 150—-152°C [6]. Haiineno, % C: 68.13;
H: 4.55. Beruucneno, % C: 67.82; H: 4.38.

3-(2-Amuno-4-merui-3,4-qpuruapo-2H-
1,3-oxca3un-6-na)-2H-xpomen-2-oun (4). B
TJIOCKOIOHHYIO K0J0y momMemniatoT 2 T (8,7 MMOJIb)
3-(1,3-auokcobyTan-1-wmn)-2H-xpomen-2-oHa (3) u
0,78 T (13 MMOJIB) MOUCBHHBI. PeakiimoHHYIO cMech
MOJBEPTalOT BO3JCHCTBUIO MUKPOBOIHOBOTO U3JTY-
yeHnst MomHocThio 700 BT B Teuenne 4 MuHyT. 32
xooM peakmuu cienat no TCX. OOpa3oBaBumecs
KPHUCTAJUIbI IPOMBIBAIOT BOAOH U monydaroT 1,82 T
(81%) coenunenus 4, T.ut. 120—121°C. HaiineHo,
% C: 65.74; H: 5.52; N: 10.26. Brruucieno, %
C:65.11; H: 5.46; N: 10.85.

4, 4a-Iuruapo-4-(2-uMHUHOTIPONMUIHIEH)-
1H-xpomeHonupuMuAuH-2, S-1uoH (6). B xpy-
IOJOHHYIO KOOy o0bemMoM 50 Mmil, CHaOXKEHHYIO
00paTHBIM XOJNOIUIBHUKOM, ToMemarT 0,8 T
(3,5 mmonb) 3-(1,3-nuokcodyran-1-umn)-2H-
XpoMeH-2-oHa (3), pacTBOPAIOT NPHU HarpeBaHUU
B 20 MJ sTaHONa-pekTH(UKara, 100aBusoT 0,21 T
(3,5 mmonb) moueBuHbL. HarpeBarot B Teuenune 20 .
3a xomom peakiuu cienar mo TCX. TTo okoHuanun
peaKIy CMeCh OXJIAKJAI0T HA BO3IYXE W yIapH-
BalOT. BhIMaBIe KPUCTAJIIBI KEJITOTO I[BETa OT-
(bUIBTPOBBIBAIOT, MPOMBIBAIOT T€KCAHOM, CyLIaT B
skcukatope. [Tomyuaror 0,44 1 (46%) coeauHeHus
6. T.mn. 91-92°C. Haiineno, % C: 46,99; H: 5.81;
N: 16.93. Beruucneno, % C: 47,26; H: 5.24; N: 15.49.

4-(2-Metuan-4, 10-auruapo-1H-
xpomeHonupuann-10a-unokcu)-4,4a-1uruapo-
1H-kcanteno-1,3-guon (7). B xpyriogonuyio
k0JI0y oObeMoM 50 M, cHaOXeHHYIO O0OpaTHBIM
XOJIOJUIBHUKOM, momemnaT 1 1T (4,35 MMoIib)
3-(1,3-nuokcobyran-1-un)-2H-xpomeHn-2-oxa (3),
pacTBOPSIOT Mpu HarpeBanuu B 20 M dTaHONa-
pextudukara, nooasisitoT 0,66 r (8,7 MMOJIB) THO-
MoueBUHBI. Harpepator B TeueHue 22 4. 3a X0IOM
peaxiuu crenat mo TCX. ITo okoHYaHUU peakIu
CMeCh OXJIAKIAIOT Ha BO3AyXE M yHapuBarT. Bol-
MaBIINE OPAaH)KEBbIE KPUCTAUIBI OT(UIBTPOBBIBAIOT,
MIPOMBIBAIOT TEKCAHOM, CyIIaT B 3Kcukatope. [lomy-
qaroT 0,59 r (64%) coequnenus 7. T.iur. 89-91°C.
Haiineno, % C: 70.89; H: 4.55; N: 3.45. BeruucieHo,
% C: 71.31; H: 4.42; N: 3.62.

4-(2-Okconponuia)-2-tuokco-4a,
10b-guruapo-1H-xpomenonupumuanu-5(2H)-
oH (8). B mirockomoHHYI0 KOJOY MOMEIIAIT
1 r (4,35mmonb) 3-(1,3-quokcodyran-1-nun)-2H-
xpomeH-2-oHa (3) u 0,34 r (4,35 MMOJIb) THOMOYEBH-
HbI. PEaKIIMOHHYIO CMECh MTOJIBEPratoT BO3IECUCTBUIO
MUKPOBOJHOBOI'O U3IyueHus MolHocTbio 600 BT
B TeueHue 20 MHUH. 3a XOJOM peakuuu CIEIAT IO
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TCX. Obpa3zoBaBminecs: KPUCTAIIIBI TTPOMBIBAIOT
Bojo#t u monyyatot 1,01 t (81%) coennnenus (8),
T.n. 145-147°C. Haiineno, % C: 57.64; H: 4.81;
N:9.86; S: 10.89. Beruncieno, % C: 58.32; H: 4.20;

N:

9.76; S: 11.12.
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