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[lokazano, 4TO anKuIMpoBaHHE NHPa3oioB (E)/(Z)-1,3-auxaopOyT-2-eHaMH MO>KHO HPOBOAUTH B BOAHO-LIETIOYHOW Cpele B IPHUCYT-
ctBuH N-okcuaa N-metunmopdonuHa. B HEKOTOpBIX ciydasx Takas METOAMKa MO3BOJIIET 3aMEHHUTh MeK(asHbI Karanu3. AHanm3
KOH(OpMAIMU POIYKTOB PEaKIMK MOKa3all, 4To oopasyercs cMech (E)/(Z)-u3oMepoB B cooTHOIICHUH 9:1.

KiroueBsie ciioBa: N-okcun N-meTrnmopdoiniHa, 1,3-muxnop0yT-2-eH, Hpasod, albTepHaTHBHAS PEaKIIMOHHAS Cpeia, MeK(a3HbIN KaTalis3.

Merton Mexdasnoro karanuza (M®K) Gonee momyBeka Lenp HacTosmiedl paboThl — M3YyYUTh AJTKWUIMPOBAHHE
LIEPOKO MCMONB3YETCs B HCCIIEN0BATENbCKOM NpakTuke.' ©  mmpasonoB 1-3  1,3-guxnopOyr-2-esom (1,3-IXB-2) B
B nureparype HaMu He 0OHApPYKEHO aJbTEPHATHUBHI KaTa- cucteme NMO-H,O B mpucyTCTBHM THUAPOKCUIA HATpUS
nM3atopaM Mek(pasHOTO IepeHOca B peakIMiX alKuin-  (cxema 1) W CpaBHUTH pe3yJbTaThl C pe3yJbTaTaMH,
pOBaHMs UPA30JIOB. MOJMy4eHHBIMH 10 Mertony M®K B mpucyrctBun

[Mponomwkast wccinenoBaHUS peakUi AJKWIMPOBAHUS  PA3IMYHBIX KaTalIn3aToOpoB Mex(dazHoro rnepeHoca. Beidop
azoyoB B cucteMe N-okcua N-MeTUIMOpQoauHa — BOJA 1,3-IXb-2 Obu1 00OCHOBaH Te€M, 4YTO OH B OOJBIIHUX
(NMO-H,0),”"* wMpl npoBenn B ykaszaHHOI cHCTeMe KoJM4ecTBaX oOpa3yeTcss B BHIE OTXOJa B IIpolecce

JIETHIPOXIOPHPOBAHNE XIOPITHIA30I0B, > a Takke (QOPMH-  IPOM3BOACTBA XJIOPONMPEHOBOro Kaydyka.” C apyroii
JINPOBAaHUE BTOPUYHBIX amuHOB. " IlonydeHHble pe3yib- cTopoHHl, 1,3-JIXb-2 yacTo onuchIBaeTCs KaK peareHT Ui
TaThl MO3BOJIIIOT CYMTATh, YTO HAMHU pa3paboTaHa HOBas  alKWiIMpoBaHus NH-IpOM3BOIHBIX T'eTEPOLMKINYECKUX
cpena Ui MpOBEeIECHHUS HyKICO(PHIFHON PEaKITHH. coe/iuHenuit. ¢
Cxema 1 /O
Q +N.
\__/ Me
o NaOH " "
cl cCl H-50, 50°C, 3 h
|\ 65-84% / /
N+ ° — N N
Rzm KET)Z\Me RN Me * RN «l
1-3 — K/\Cl K)\Me
ase-transier (E)-isomer (2)-isomer
catalysis 4-6
60-82%

1,4R"=R%?=H;2,5R"=Me, R?=Hand R' =H, R?=Me; 3, 6 R' =R?= Me
Phase-transfer catalysis conditions:
PhCH,N*(CI")Ets or 16-crown-6 or benzalkonium chloride or Aliquat 336; NaOH, H,0, 50°C, 3 h
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Ta6auua 1. Berxoas! IpoayKTOB alKMIMPOBAaHUS Upaszosos 1-3
B 3aBUCHMOCTH OT yCJIOBHH, %

Venosust Cyberpar
AIKHIMPOBAHUS 1 2 3 2%
NMO-H,0 84 80 65 2 ucrnonb3oBanue: 81

3 ucnosnb3oBaHue: 76
4 ucrionp3oBanue: 75
5 ucnosp3oBaHue: 72

PhCH,N'(CIN)Et;* 77 77 63 —_
16-KpayHn-6 82 80 64 _
Xnopun 6enzankonust 82 80 62 —
Anuksar 336 78 75 60 —_

* Bes karanu3aTopoB Mex(da3HOro nepeHoca BbIxoJ npoaykra 4 — 30%.
** TToBTopHbIe ucnosip3oBanust NMO-H,0.

IIpu B3ammopeiictBum nupaszonoB 1-3 c¢ 1,3-AXb-2 B
cucreMe NMO-H,0 B mpucyTCTBUH THAPOKCHIA HATPUA
00pa3yroTcs MPOAYKTHI 3aMeIeHnst 4—6 ¢ BpIXxogaMu 65—
84%, 4TO CONOCTaBMMO C BBIXOJAMM TeX K€ HPOIYKTOB,
noxydeHHsIX 1o meroxy MOK (60-82%, Tadi. 1).

Jlanee mpoBeJeHHbIE HaMHU HCCIIEIOBAHUSA 110 AJTKUIH-
poBaHMIO 3-MeTHiamHpazosa (2) pasUYHBIMH TaJOTCH-
ankanamMu B cucteMe NMO-H,0O mokasanu, 4TO BBIXOJBI
IKWINPOBAHHBIX MPOJYKTOB TaKXKe COMOCTABUMBI C
BBIXOJIaMU MPOAYKTOB, ITOJIYyYEHHBIX METOAOM M@K
(cxema 2, Tabm. 2).

[IpeumymectBom cucreMbl NMO-H,O, B cpaBHeHHHU C
meronoM M®K, sBnsieTcsi BO3MOKHOCTH MHOTOKPATHOTO
(mo 5 pas) ucmomszoBanus ¢pazsr NMO-H,0 mocne Bbize-
JICHUs] IPONYKTOB peakuuu. Tak, Ha nmpumepe cyocTpara 2
OBbUIO MOKAa3aHO, YTO JUIS PEaKkIWH MOJTydeHHs MPOAYKTa 4
cucreMy NMO-H,0 M0XHO HCIIONB30BaTh 5 pa3 ¢ HEKO-
TOPBIM TIOHWKEHHEM BBIXOAa Mpoxaykra (tabdn. 1). Dkcme-
PUMEHTAJIBHO OOHApYXKEHO, YTO AJKIJIMPOBaHHE MUPA30-
joB 1-3 ycnemHo MOkHO npoBojauTh B 40-50% BoxHOM
pactBope NMO.

Cxema 2 NMO
Me HZO
[ /\<N R (50-90% ( ( /F\N
N I
Phase-transfer R
2 catalysis
55-89%

R = Et, CH,CH=CH,, PhCH,, CH,C=CH; X = Br
R= (CHz)zCL (CHz)ZO(CHz)ch, CHchZEt, (CH2)20H, X =ClI

Peaxius B cucteme NMO-H,0, no cyty, nporekaer B
JBYX HECMEIIMBAIOMNXCS (a3ax, OAHA U3 KOTOPBIX BKIIO-
gaer NMO-H,O u ocHoBanue, a Bropast (asza sBIsIeTCS
HyKIeOQHIOM W peareHToM (JZOKa3aHO XpOMaTo-Macc-
CHEKTPaJbHBIM aHamu30M). M3BecTHO, uTO, BBHIY 00pa3o-
BaHUS CIEUPHUUYSCKIX BONOPONHBIX cBszel, NMO
HCIIONB3yeTCsl B KAUECTBE PACTBOPHTEINS LEIUTIONO3bL, > 20
MO3TOMY MBI IIPEAIIONAracM, 4To PEaKIHsl aKWINPOBAHNS
npasonos 1-3 nporekaer B paze NMO-H,0.

Bbia u3ydeHa sKCTparupyeMocTh OpraHu4eckod (asbl
¢azoit NMO-H,O u mnokasaHo, 49ro TpH KOMHATHOH
TeMIlepaType B yKa3aHHYIO (a3y HpakTHYeCKH He Iepe-
XOAWT HHU cyOctpar, HH peareHT. Ilpm Temmepatype
peaxiuu 50 °C pacTBOpHUMOCTb cocTaBiseT 7% (COOTHO-
IIeHHe peareHT—cyocTpar 2:1, Mo TaHHBIM XpOMAaTO-Macc-
CHEKTpalbHOTO aHanmu3a). Mcxodas u3 3TOro, MOXKHO
3aKJTIOYUTh, YTO PEAKLUS aJKWIMPOBAaHMS IPOTEKacT B
¢aze NMO-H,O Onaromaps 4YacTH pacTBOPEHHBIX
cyboctpata m peareHta. O TNpaBWIBHOCTH 3TOTO TIpeI-
MOJIOKEHHSI TOBOPUT TOT (DaKT, YTO OCHOBAHUE TOXKE
HaxomuTcst B BomHOW (aze. Pome NMO mnpenmonoxu-
TEJILHO COCTOWT B OOJIETYEHUH ACMPOTOHUPOBAHUS Oyaro-
Jiaps 00pa3yroIKUMCs BOIOPOAHBIM CBA3SM.

Pesynbrarel ankunupoBaHus Nupas3onoB 1-3 Bo3xmei-
crBueM 1,3-JIXb-2 mokaszanu, 4To, Kak U O)KI/I[[aIIOCI),lg
3aBHCUMOCTH OT OCHOBHOCTH mHpa3oioB (pK, 14-22),
HYKJI€0(QHIbHOE 3aMeLIeHHEe COMIPOBOXKIACTCS THAPOIH30M
1,3-1Xb-2. BBeneHue 31€KTPOHOJOHOPHBIX METHUIIBHBIX
3aMecTUTeNell B IMHUPA30JNbHBIA LUKI  YBEIMYUBACT
SNIEKTPOHHYIO TUIOTHOCTh HAa aTOMax a30Ta,” 3aTpyaHss
TeHEepPUPOBaHUE MHPA30JBbHOI'O0 AHHWOHA, BCIEICTBHE YEro
HauMHAET NMpeo0IIaaTh KOHKYPEHTHAS PEaKIHs THIPOIN3a
1,3-1Xb-2 n nansHelmne npespamieHus. TakuM o6paszom,
MY aKWIUpoBaHuu 3,5-aumerunnupasona (3) (B oTaudue
or coemuHeHWH 1 W 2) CpaBHHUTENFHO HU3KHHA BBIXOJ
MPOAYKTa PEaKIUU — COeIWHEHHs 6 — CBs3aH C TEM, YTO
1,3-1XB-2 pacxonyercs Ha OOpa30BaHHE COOTBETCTBYIO-
miero a¢upa 7 mo cxeme 3.

Cxema 3

C|/\/\M )\/\ /\)\
—>Mejl\/\o/\/c\llv|e

Ta6auna 2. Boixoas! NIpOayKTOB aJIKMIIMPOBAHUS 3-MeTHINMpa3ona (2) rajsoreHankanamu B cucreme NMO-H,0 u B yenosusx MOK

Beixox mpoxykra, % MOK Cootromenue Temnepartypa, Bpewms, 20
Pearent HU30MEpOB, o np
NMO-H,0 MK (peareHT) Pactopurens 3-Me : 5-Me C 1
CH=CCH,Br 65 70 (xnopuy GeH3anKkonus )’ Et,O 2:1 20 5 1.4701
CH,=CHCH,Br 90 89 (xopun Gensankonus)'® H,0 2.5:1 50 5 1.4860
EtBr 79 72 (PhCH,N"(CI")Et3)'® PhH 2.5:1 56 5 1.5000
PhCH,Br 83 85 (BuyN'Br)"’ PhH 1.5:1 80 4 1.5520
CICH,CO,Et 50 55 (PhCH,N'(CI)Et;)"® Me,CO 32 50-55 4 1.4700
(CH,),Cl, 78 80 (PhCH,N"(CINEt;)" H,0 2.5:1 75-80 4 1.5030
O(CH,CH,CI), 88 90 (PhCH,N'(CI)Et;)® H,0 2:1 80 4 1.4930
HO(CH,),Cl 70 75 (PhCH,N"(CIN)Et;)*! 1,4-Jlnokcan 1:1 80 3 1.5050
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Crpoenne coequHeHnst 7 IOKa3aHO Ha OCHOBAaHHMHU JAHHBIX
UK cnekrpockomnuy, cnekrpockonuu SIMP 'H u C, macc-
CIIEKTPOMETPUM U 3JeMeHTHoro ananuza. MK cnekrp
COeAMHEHUs] 7 XapaKTEepPHU3yeTCsl BAJCHTHBIMH WM BHEILIO-
CKOCTHBIMU KOJICOaHUSIMH JBOWHON CBsI3U mpu 1667 u
815-980 cM ' COOTBETCTBEHHO. B CIEKTpe OTMEUCHBI
Take KoneOanus B uaTepsaze 1059-1084 cM ', otHOCH-
mmecs K 3¢upHoii rpyme.

AHanu3 NpoAyKTOB peakiuu — MUpa3ooB 4—6 — moka-
3aJI, 9TO B pe3yNbTaTe peakmuu odpazyercs cMmech (E)/(Z)-
n3omMepoB B cooTHomeHuu 9:1. IlpenapaTuBHO# Xpomaro-
rpadpueit m3 cmecu (E)/(Z)-n3omepoB coenuHeHUs 4 Ham
yIanoch BBIAEIUTE U OXapaKkTepU30BaTb OAUH H30MED,
KOTOpBIi, cormacHo cmekTpy NOESY, wumeer mparc-
KoH(purypanuio. [1ockosIbKy NpOBEJECHUE SKCIEPUMEHTA
NOESY nans muHOpHOro (Z)-u3oMepa coeauHeHHs 4 He
MIPEACTABISIOCH BO3MOXKHBIM TIPH  COOTHOLIEHHUH H30-
MepoB 9:1, To I onpeneneHus KOHPOPMAIMU CTPYKTYp-
HBIX U30MEPOB, a TAK)KE OTHECEHHs CHTHAJIOB IPOTOHOB B
cnektpe SIMP 'H mb1 o6oratunu cMech (E)/(Z)-u30MepoB
1o comepxkanus 60 u 40% (E)- u (Z)-u30MepoB COOTBET-
CTBEHHO. Ye npu TakoM cootHoieHuu NOESY skcnepu-
MEHT I0Ka3aj, 4To Habmoxaercs 190 MexIoy MpoTOHaMH
METHJIBHON U METHJICHOBOM TpYII JIMIIb A Ma)kKOPHOTO
n3omepa, toraa kak 90 Mexny o1epHHOBBIM MPOTOHOM
U MPOTOHAMH METHJIBHOW IpymIibl GUKCHPYETCs JIHLIb ISt
MUHOPHOTO H3oMepa. OTHECEeHHUE JKe CUTHAJIOB K IPOTOHAM
B nonoxeHusix C-3 u C-5 caenano Ha OCHOBaHUU TOTO, YTO
NpOTOH B nojioxkeHnH C-5 B 000MX M30Mepax MOKa3bIBaeT
S50 ¢ npoToHaMu METWIEHOBOW IpyHIbl, TOrAa Kak y
npotoHa H-3 ormeuaercs 120 nuus ¢ mpotoHoM H-4.

Kak wu cnemoBano oxupgarte, NpU  ANKWIMPOBAHUHU
3-metunmupazona (2) BozaeiictBuem 1,3-/1Xb-2 Takxke
oOpasyercss cMech H30MEpPOB C METHJIBHOW TPYINOi B
nonoxkennsax C-3 m C-5 mukna. [lo nmaHHBIM CHEKTPO-
cxkomnu SIMP IH, COOTHOILIEHUE M30MEPOB COEIUHEHUsS 5
cocraBiger 3:1. OtHecenume m3omepoB (3-Me u 5-Me)
CIEJIaHO Ha OCHOBaHUM JAHHBIX creKkTpoB SMP 'H no
3HAQUEHMSAM XUMHYECKHX C/BUTOB METHJIBHOW TPYIIBI B
JIMCO—CCl, u B 6ensone.'® Cormacuo padote,™ B criektpe
SAMP 'H msomepa 5-Me B JIMCO-CCl, curHan MeTuiibHO#M
Ipyniel Haxogutca B Oojee ciabom moine (2.35 M. 1) mo
CpaBHEHHIO CO CIIeKTpoM wu3omepa 3-Me (2.20 M. m.).
B cnekrtpe, 3anucanHOM B O€H30j€, CUTHA METHIbHBIX
NIPOTOHOB HM30Mepa 5-Me cMmemaercss B CWIBHOE II0JIe
(2.52 M. n1.). AHaTOTUYHOTO CMENICHUSI CUTHAJla METHIIb-
HOW rpynnsl u3omepa 3-Me B CHIIbHOE IOJIE€ NPH 3alUCH
criektpa SIMP 'H B 6ensore ne mabaromaeTcs.

TakuM 00pa3oM, MbI MMOKa3ajM, YTO PEAKIMs AJKUIN-
posanus a3onoB B cucreMe NMO—-H,0 BMeCTO pa3muaHBIX
KaTaJn3aTopoB Mek(}azHOro MepeHoca He YCTyHaeT IIo
BBIXOIaM peakuuu npu Mex¢paszHoMm karanmse. [Ipemso-
JKEHHBII HAaMH METOJ TO3BOJISIET MHOTOKPAaTHO HCHOJb-
30BaTh BOAHYIO (ha3y TIIOCie BBIJCICHUS IPOIYKTOB
PeaxIyy, 9TO PEUIaeT 1 SYKOJIOTHIECKUE TPOOIEMBI.

BKCHepI/IMeHTa.ﬂbHaﬂ JacThb

WK crekTpsl 3aperucTpupoBaHbl Ha CIIEKTPOMETpe
Termo Nicoletion Nexus B BazennHOBOM Macie. CHeKTpHI
AMP 'H, “C u NOESY 3anucaHsl Ha CIEKTpOMeTpe
Varian Mercury-300 VX (300 u 75 MI'11 cCOOTBETCTBEHHO)
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npu temneparype 300 K B pactBope JIMCO-d¢—CCly, 1:3,
BHyTpeHHHH cTtangapt TMC. Bpems cMemmBaHusS B
skcnepumente NOESY 1 c¢. Xpomaro-macc-ciektp (DY,
70 5B) zammcan Ha mpubope GC MS Bruker EM640S.
DJleMeHTHBII aHanu3 BBINOJNHEH Ha npubope Eurovector
EA 3000. Kontponp 3a XOAOM pEakUUd M YHCTOTOU
MOJYYSHHBIX COeIMHEHHH ocyiiecTBiIeH MeTogoM TCX Ha
miactuHax Silufol UV-254, 8 cucreme PhH-Me,CO, 4:1,
NpOsIBJICHUE ITapaMM Moja. B MccienoBaHusIX CIOIb30BaH
NMO npowusBozctsa pupmsr "APUAK" (Apmenus).
(E)-1-(3-Xn0poyT-2-en-1-nn)-1H-nupazoa (4). K cmecn
6.8 r (0.1 momp) mupaszona (1), 6.0 r (0.15 mons) NaOH u
50 Mt 50% BogrOro pactsopa NMO npu temneparype 50 °C
no karsM go6asistor 18.7 r (0.15 mons) 1,3-nuxiop0yt-
2-eHa B TeueHre 0.5 9 M MPOJOIDKAIOT IIEPEMEIINBATH B
TedeHue 3 4 npu temneparype 50 °C. PeakunoHHyo cMech
skctparupytor CHCI;. Ilocime ynmameHHWs pacTBOPHTEIS
OCTaTOK NEPETOHAIOT IPU MOHUKCHHOM JTaBJICHUU. BI)IXOIL
13.0 T (84%), T. kum. 55-58 °C (2 MM pT. cT.), np>" 1.5440.
UK cmektp, v, cM : 1520 (umkm), 1680, 1720 (C=C).
Crextp SIMP H, 8, M. 1. , Tm): 2.19 BH, n. T, J = 1.3,
J=1.3,CH;); 4.83 2H, n. x, J= 6.4, J= 1.3, NCH,); 5.85
(1H, 1. x, J = 6.4, J= 1.3, =CH); 6.16 (1H, n. n, J = 2.3,
J=18,H-4); 732 (1H, o. o, J = 1.8, J = 0.6, H-3); 7.47
(1H, . 1, J=2.3, J= 0.6, H-5). Criextp SIMP *C, 8, m. 1.:
25.5;49.2; 104.8; 122.1; 128.2; 133.3; 138.2. Haiineno, %:
C 53.81; H 5.78; N 17.76. C;HoCIN,. Brruucaeno, %:
C 53.68; H5.79; N 17.89.
(E)-1-(3-X10p0yT-2-en-1-ui)-3-metun-1H-nupazon u
(E)-1-(3-xs10p0yT-2-eH-1-m1)-5-meTnia-1 H-nupaszon  (5)
(cMech M30MEpOB B COOTHOLICHHH 3:1) MONydaroT aHao-
THYHO METOHKe ToydeHust coemuaeHus 4 m3 8.2 1 (0.1 Monb)
3-metmmupasona (2). Bexon 13.6 T (80%), 13.7 T (81%,
IIPHU TOBTOPHOM Hcmons30BaHud NMO), 1. kum. 72—78 °C
(2 MM pr. cT.), np2? 1.5020. UK CIIEKTp, V, em ! 1530
(upkn), 1730 (C=C). Cnextp SIMP 'H, §, m. a. (J, T'n):
(E)-1-(3-x10p0yT-2-€eH-1-m1)-3-MeTnin-1 H-nupazon:  2.16—
2.18 (3H, m, =CCH3); 2.19 (3H, ¢, 3-CH;); 4.71-4.78 (2H,
M, NCH,); 5.83 (1H, n. n. n, J=7.7,J=5.1,J= 1.3, =CH);
5.92 (1H, ¢, H-4); 7.37 (1H, n, J = 2.2, H-5); (E)-1-(3-xJ10p-
0yT-2-eH-1-na)-5-metmin-1H-nupazoun: 2.20-2.22 (3H, m,
=CCHj,); 2.28 (3H, ¢, 5-CH;); 4.63—4.70 (2H, m, NCH,);
574(0H, n. n. 0, J=17.5,J=5.0,J=1.3,=CH); 591 (1H,
¢, H-4); 7.19 (1H, n, J = 2.2, H-3). Cnextp SIMP "C
(cmech), 6, m. m.: 10.5; 12.0; 25.4; 47.5; 104.8; 122.3;
130.5; 137.8; 142.4. Haiineno, %: C 56.45; H 6.49; N 16.25.
CgH;CIN,. Berancneno, %: C 56.31; H 6.50; N 16.42.
(E)-1-(3-XnopoyTt-2-en-1-m1)-3,5-qmumernin-1 H-nupa3zo
(6) moNy4aroT aHAJOTMYHO METOJUKE TOTYUSHHS COCIH-
Herns 4 w3 9.6 v (0.1 monp) 3,5-numermnmupaszona (3).
Bexog 11.9 T (65%), T. xum. 75-80 °C (1 mm pt. cT.),
np?’ 1.5210. UK crektp, v, eM 1 1540 (wuko), 1700 (C=C).
Cnexktp SAMP 'H, 8, m. 1. (/, Tm): 2.09 (3H, ym. ¢, 3-CHs);
2.16 (1H, x, J = 1.3, =CCHs;); 2.20 (3H, n, J = 0.6, 5-CH;);
4.64 2H, 0. x, J=6.2,J=1.3,NCH,); 5.66 (1H, ym. c, 4H-4);
571 (1H, 1. x, J = 6.2, J = 1.3, =CH). Cnextp SIMP “C,
S, M. ;m.: 10.2; 12.9; 25.4; 46.4; 104.3; 121.7; 130.9; 137.3;
145.8. Haiineno, %: C 58.67; H 7.07; N 14.97. C;H3CIN,.
Brruuciaeno, %: C 58.54; H 7.10; N 15.17.
3-Xunop-1-[(3-x10p0yT-2-eH-1-m1)0KCcu|0yT-2-eH  (7)
(cmech (EE)- m (E,Z)-u3omepoB B cooTHouieHun 5:1).
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Brinenen neperoHkon 3KCTpakTa peaKMOHHON CMECH MpHU
nosiyueHuu coenuneHus 6. Beixon 2.9 r (15%), T. xun. 55—
57 °C (1 mm pr. c1.), np™ 1.4700. UK crektp, v, cm ' 815,
980, 1667 (C=C), 1059-1084 (COC). Cmextp SIMP 'H,
6, M. n. (J, I'm): (E,E)-m3omep: 2.14 (6H, x, J = 1.3,
=CCH;); 4.04 (4H, 1. x, J=5.9, J= 1.3, OCH,); 5.64 (2H,
1. K, J = 5.9, J= 1.3, =CH); (E,2)-uzomep: 2.10 (6H, . k,
J=1.1,J=0.7,=CCHj); 3.93 4H, n. x, J=7.1, J = 0.7,
OCH,); 5.70 2H, T. x, J = 7.1, J = 1.1, =CH). Cnextp
AMP C, 8, m. 1.: (E,E)-u3omep: 25.5; 95.2; 128.1; 131.4;
(E,Z)-uz0omep: 25.4; 85.2; 127.9; 131.4. Macc-cnektp, m/z
Uoms %0): 195 [M]" (100), 159 [C5H,,CIO] (23). Haiineno, %:
C 49.35; H 6.13; O 8.22. CgH;,Cl,O. Brruncineno, %:
C 49.25; H 6.20; O 8.20.

AaxunupoBanue nmpasonos 1-3 1,3-quxnop0Oyr-2-
eHom B yciaoBuax M®PK (obmas merommka). K cmecn
0.1 Monb cooTBeTCTBYIOIIEro nupasona, 6.0 r (0.15 mons)
NaOH, 0.005 ™Monb COOTBETCTBYIOIIETO KaTaJu3aTopa
Mexdaszaoro neperoca u 50 mn H,O npu mHTEHCHBHOM
nepeMennBannu mo KamisaM go6asisitot 18.7 1 (0.15 mMonb)
1,3-muxmopOyr-2-eHa B Teuenue 0.5 u. IlepemenmnBanue
MPOJOJKAIOT B TeueHue 3 4 mpu Temmeparype 50 °C.
Peakmmonnyto cmech skctparupyiot (3 x 15 mi) CHCLs.
[Mocne ynaneHus: pacTBOPHUTEINST OCTATOK IEPErOHSIOT MPH
MTOHWKCHHOM JaBIICHUU.

AJIKWIMpoBaHue 3-MeTwjnupasona (2) rajoreH-
ankanamu B yciaoBusax M@K (obmas meromika). K cmecn
8.2 1 (0.1 monp) 3-mermnnupazona (2) 6.0 r (0.15 monp)
NaOH, 0.005 monb cootBercTByromero peareira MOK u
50 MJ1 pacTBOpHUTEISI TPU UHTEHCUBHOM IepEMELINBAaHUU 1
IIPU COOTBETCTBYIOLIECH TeMIeparype Mo KaruisiM J00aB-
nsor 0.15 Monp anmkwnupyromero peareHra (tabm. 2).
[lepememmrBanye MpoJOHKAOT B TeueHue 3 4. PeakimoH-
Hyto cMech dkctparupytor CHCL; (3 x 15 mm). Tlocne ymane-
HHSI PACTBOPHUTEISI OCTATOK IIEPETOHSIOT B BakyyMe. Boixozsl
1 PU3UKO-XMMUYECKHE KOHCTAHTHI IPUBEJICHEI B Ta0M. 2.

AJIKWJIMpoBanue 3-MeTwjinupazona (2) rajoreH-
ankanamu B cucreMe NMO-H,O (o6mas Meronuka).
K cmecu 8.2 t (0.1 monp) 3-merunmupazona (2), 6.0 T
(0.15 mons) NaOH u 50 mn 50% Bognoro pactBopa NMO
o KaruisiM 106aBiisttoT 0.15 MOJTb aNKWIMPYIOIIEro peareH-
Ta ¥ TIPH COOTBETCTBYIOIIEH TeMIIepaType HHTCHCHBHO Tepe-
MEIIMBAIOT B TeueHue 3 4 (Tadn. 2). PeaknuoHHyI0 cMech
skctparupytor CHCI; (3 % 15 wmu). Ilocnme ynaneHus
PACTBOPHTENSI OCTATOK IIEPETOHSIOT MpPH ITOHIKCHHOM
JaBieHud. BBIXoabl ¥ (PU3MKO-XMMHYECKHE KOHCTAHTBI
TIPUBE/ICHBI B Ta0JI. 2.

Hccnedosanue evinonneno 6 Poccuticko-apmsnckom
VHUBepcumeme 3a cuem cpeocms, 8blOeNIeHHbIX 8 PAMKAX
cyocuouu Munobpuayku Poccuu wna ¢unancupoganue
HayuHo-uccredosamenvckou  desmenvrocmu  PAY, a
maxoice npu Qunancosoli noodepicke I ocyoapcmeennozo
xomumema no nayke MOH PA 6 pamkax Hayunoco
npoexma Nel5 T-1D348.
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