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Abstract. Reduction, dichlorocyclopropanation and ozonolysis reactions were performed for 2-phenyl-
gem-dichlorocyclopropane obtained by alkaline alcoholism in the presence of butanol under microwave
radiation of dibutoxyacetal a-phenylacrolein. The structure of synthesized molecules has been determined

by NMR spectroscopy and chromatography-mass spectrometry.
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CHuHTE3 HOBBIX IPOU3BOIHBIX Ill/lﬁyTOKCI/IaIIeTaJIH

o-(peHUIaKpoIenHA

IO.T. bopucona, A. U. MycuH,

I. 3. Packnabauna, P.M. CyaranoBa, C.C. 3n0Tcknid
Ypumckuii cocyoapcmeennviii neghpmsanou

MEeXHUYECKUll yHusepcumem

Poccuiickas ®@eoepayus, Ygha

AHHOTaNMsL. JJIs1 MOJyYEeHHOM MICJTOYHBIM aJIKOT0JIU30M 2-()EeHHUII-TIeM-AUXJIOPIUKIIONPOIaHa
B IPUCYTCTBUH OyTaHOJA B YCIOBHIX MHKPOBOJIHOBOTO U3JIYUYCHUS TUOYTOKCHALIETAIS O-
(eHnIaKpoIenHa IPOBEICHBI PEAKIIMY BOCCTAHOBIICHHUSI, TUXJIOPIIMKIIONPOIIAHMPOBAHHUS i 030HOJIN3A.
Mertogamu SAMP-crieKTpOCKONIMU U XpOMAaTO-MacC-CIIEKTPOMETPUH YCTAHOBJIIEHO CTPOECHHE

CHUHTE3UPOBAHHBIX MOJICKYJI.

KuioueBble ciioBa: uHeiiHble anetanu, (2,2-q1u0yTokcu-1-MeTuiIdTuI)0eH3eH, [2,2-nuxJiopo-1-
(mrOy TOKCHMETHIT)ITUKJION PO |OCH3eH, Oy THII-2,2-THXIIOP-1- () eHHIIIIKIION POITAaHKapOOKCHIIAT,

(1,2,2-TpubyTokcu-1-meTHIITHII)OCH3EH, 2,2-110y TOKCHAETO(EHOH.

BnarogapuocTu. PaboTa BhIloJIHEHA B paMKax rocyIapcTBeHHOro 3a1anus Munodpuayku Poccun
B cdepe HayIHOH JesTenbHocTH, Homep mis myonukanuiit FEUR — 2022—-0007 «Hedrexumuuaeckne

pearceuThl, Macjia U MaTepualibl 414 TCIIJIOOHCPTCTUKI).

Iurtuposanue: bopucosa 0.1, Mycun A. 1., Packuibauna I 3., Cynranosa P. M., 3norckuii C. C. CHHTE3 HOBBIX IPOM3BOIHBIX
nubyTokcuanerais o-Genunakponenna. XKypn. Cub. denep. yn-ta. Xumus, 2025, 18(1). C. 26-33. EDN: ACPCXF

Beenenue

AueTany HempeieIbHbIX aJbJCIHI0B IIMPOKO HCIIOIb3YIOTCSl B OPraHMUYECKOM CUHTE3€ U IPH-
MEHSIOTCSI B TIPOU3BOICTBE MAJIOTOHHA)KHBIX IIPOYKTOB ¥ OMOJIOTMUECKH aKTHBHBIX BelecTs [1, 2].

OnrcaHo MHOXKECTBO PA3JIMYHBIX JHHEHHBIX U IUKINYECKUX alleTaliell akpoJienHa, KPOTOHOBOTO
1 KOPUYIHOTO aJIbJIETUI0B, 00J1a1al0INX BEICOKOI OMOIOTHYECKOH aKTHBHOCTBIO M UCTIONb3Y FOITUXCS
B MEIMILIMHCKOM XUMuu 1 papmakonoruu [3, 4]. B 3Toii cBsi3u nosnyyeHue U u3y4eHue CBOMCTB Coe/u-
HEHM aHAJIOTMYHOT'O CTPOCHUS IPEACTABIISICTCS BAXKHON M aKTyaJIbHOH 3a/1aueii.

Panee Ha kadeape o0mIeH, AHAJIUTHYCSCKON U NPUKIATHON XUMUKU YPUMCKOTO Trocyaap-
CTBEHHOT'0 HE(TSIHOIO TEXHUYECKOTO YHUBEPCUTETa ObLIO MOKa3aHo [5, 6], uTo aneranu o-
(eHnaKposenHa MOTyT ObITh ITOJYYEHBI C BBICOKUM BBIXOJIOM IIEJIOYHBIM aJIKOTOJIH30M 2-(heHun -
2em-guxJyiopaukionpomnana (1). OTu cOeAMHEHNsI MOT'YT MPEJICTAaBIATh 3HAUNTEIBHBIN HHTEPEC KaK
HOJIYNPOAYKTHI TOHKOTO OPraHM4YeCKOro CHHTE3a, I0ATOMY CUMTAETCS BaXXHBIM U HHTEPECHBIM
M3y4UTh NPEeBpaIleHus TuOyTOKCHaLeTals o-(QeHnIakpoiaentHa, CHHTE3UPOBAHHOTO HA OCHOBE
2-(heHuI-eem-TUXIOPIUKIONPONaHa, C LeJbI0 MOJyUYeHUsI HOBBIX, paHEe HEONMCAHHBIX COC/IH-

HeHU# psga o-GeHmakpoaenHa.
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B nanHoit paboTe MBI paccMOTpeNIM HEKOTOPbIe TpaHcHopMauu TUOyTOKCHALETAIS O

(ernnakposnenHa (2), poTeKaronre Kak Mo JIBOIHOM CBSI3M, TaK M M0 alleTaIbHOW TPyTIIe.

Pe3yiabTaThl U MX 06Cy KAEHHE

BriepBbie Hamu 17151 Tpoliecca MIeI0YHOr0 TUApoIin3a 2-heHunit-eem-TuxiopuukIionpomnasa 1 oy-
TAHOJIOM TIPEJIJIOKEHO HUCTIONB30BaTh MUKPOBOIHOBY0 akTHBanuio (MBU) ¢ nenbio cuaTesa anerans
2. [Tpu 5TOM PKCIIEPUMEHTATBHO yCTaHOBJIEHO, 4T0O MBU 103BOMNSIET CHUBUTH TEMIIEPATYPY B COKpa-
TUTB BpeMs paciieruienus kapoomnukia 1 6yranonom, npu 3tom kousepeus 1 gocruraet 90 %, 3a 3 4
IpH CEIEKTUBHOCTU 00pa3oBanus amerains 2 98 % (puc. 1).

[To wucnonp3oBaHHOW paHee HAaMH METOAMKE BOCCTAHOBJICHHS aJKCHUI-ceM-AUXIIOP-
HUKJIONPONaHoB [7] Mbl OCYLIECTBHJIM T'€TEPOTr€HHO-KATAIWTHUYECKOE T'HAPUpOBaHUE AUOY-
TOKCHAIeTaNs o-PEHUIAKPOJIEHNHA 2 B TOKE BOAOPOAA B IPHUCYTCTBHHM HMPOMBIIUIEHHOTO KaTa-
nu3aropa Pd/C B cooTBeTcTByMOINHMI nuOyTHIaeTalb 2-()EHUI-IIPONHMOHOBOTO ajbaeruaa 3
¢ BeIxogoM 90 %. /luxnopkapOeHUpOBaHUEM JUOYyTOKCHALETAIS O-(QEeHMIAKPOJIEHHA 2 110 METO-
a1y Makoiu ¢ UCIoIb30BaHueM XJiopodopMa u 1meao4u [8] ¢ KOJTUYeCTBEHHBIM BBIXOAOM IOJIY-
4yeH 2,21u3aMelleHHbli-cem-nuxyopunukionponan 4. O30HOIN3 MOCIEAHETO MPH TEMIIepaType
40-50 °C no u3BecTHON MeToAUKE [9] MO3BOJIMI MONYUUTH C BbIXOHOM 93 % OyTuIIOBBINA 3uUp
LHUKJIONPOIIaHKapOOHOBOW KUCIOTH 5. [IpncoennuenneM OyraHoia K ojiepuHy 2 B IPUCYTCTBUHU
neonuta HY ¢ Berxogom 50 % u cenextuBHOCTBIO 60 % 6511 cuHTe3upoBaH (1,2,2-TpudyTokcu-1-
MeTHidTHI)OeH3eH 6. Huskoremmepartypublii o3zoHonu3 (—50 °C) npuOyTokcuanerans o-

(deHnnakposenHa 2 MpoTeKaeT 10 JABOWHOM CBSI3M M HE 3aTparuBaeT aleTalbHbId (parMeHT, npu
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Puc. 1. Cxema npeBpalieHuii 1u0yToKcHaneTas o-GeHnIaKpoIenHa
Fig. 1. Scheme of transformations of a-phenylacrolein dibutoxyacetal
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TaGuuua 1. YcnoBus cuHTE3a U BEIXOJ aleTanei 2—7

Table 1. Synthesis conditions and yield of acetals 2—7

o Brixon
Hcxonubiii o Bpems [Iponykt
T, °C VYcnoBus peakuuu IpoAyKTa
peareHT peaxIum, 4 peaxIuu o
peakuuu,%
1 60 3 NaOH, MBH (700 Br) 2 98
25 1 H,, Pd/C 3 90
5 10 2 CHCI;, NaOH, TOBAX (1 % macc.) 4 98
80 2.5 BuOH, HY (10 % macc.) 6 50
-50 3 03, Me,S 7 81
4 40-50 °C 2 O3, BuOH 5 93

9TOM OCHOBHBIM IMPOJYKTOM peaknuu ¢ BeixonoM 81 % sBusercs 2,2-nudyTokcu-1-GeHmisTanon
7. PaHee s3Ta MeTOAMKAa HCIOJb30Bajach HaMH IS OKHCJICHHUS 4-MeTuJIeH-1,3-IHOKCOaHOB
JI0 COOTBETCTBYIOIIUX MPOU3BOAHBIX OKCUYKCYycHOH kucioTsl [10]. [TonmydyeHHble pe3ysibTaThl
npeacTaBieHbl B Taou. 1.

CrpoeHye CHHTE3UPOBaHHBIX peareHToB 2—7 ObLIO yCTaHOBIIEHO MeToaMu SIMP-criekTpockonu
U XpOMaTO-MacC-CIeKTPOMETPHUH.

B cnextpax IMP 'H coenunenuit 2—7 CUIHAJIBI IIPOTOHOB (DEHUIIBHOIO (PparMeHTa IpOsABIIs-
IOTCSl B BHJIE MYJIBTHIUIETA B cliaboii oOmactu npu 6 7.23-7.55 m.u. [IpoToH B METHHOBOIA rpymie
aleTa’IbHOTO (PparMeHTa BemecTB 2, 4, 6 u 7 MposIBIseTCS CHHTIIETOM B obmacta & 3.78-5.31 m.1.,
TOr/Ia KaK aHaJIOTHMYHBIH MPOTOH JUJIsl A0y THIIaleTaau-2-peHUI-IPONMOHOBOIO ajbjieruaa 3 peru-
crpupyetcs gyonetom mpu 8 4.49 m.a. ¢ KCCB = 6.6 ['n. OT™MeTHM, 4TO CUTHAJIBI HE9KBUBAJICHTHBIX
IPOTOHOB B METHJICHOBOH I'PYIINE HUKJIOMPOIAHOBOTO ()parMeHTa COSNMHEHNUN 4 U 5 TIPOSIBIISIIOTCS
B cmibHOM obnactu mipu & 1.90-2.72 m.a. ¢ KCCB = 7.5 'l B Bue ABYX QyOJI€TOB OMMHAKOBOH MH-
TEHCHUBHOCTH.

B crnextpax AMP BC coenunenuii 2—7 cUrHajibl YriaepoaoB (GeHUIBHOTO (pparMeHTa mposis-
nstoTest B odnactu npu o 126.18-143.41 m.a. Yriiepoa METHHOBOI IpymIbl alleTajlbHOro (parmex-
Ta BemecTB 2—4, 6 u 7 npossisercs B obmactu & 101.10—115.76 m.x. Curnain yriepona mpu KOHIIE-
BOM JIBOWHOM cBsi3u JUIsl [1-(nuOyTokcumeTHI)BUHMIT|OeH3eHa 2 nposiBisiercs npu & 145.02 m.a. s
OyTri-2,2-nuxinop-1-genmnnuknonponankapOokcmiaTa 5 curHan yriaepoaa kapOokcuiabHoi C=0
rpynisl peructpupyercs npu 6 167.65 m.x. OTMeTHM, 4TO CHUTHAJI METHUIIGHOBOTO YIJIepo/a IIHKJIO-

MIPOITAaHOBOTO (PparMeHTa COCTUHCHII 4 U 5 MPOABIIsieTCs B CHIIbHOU oOactu mpu O 30.56-31.87 m.x.

3akJoueHue

TakuMm 00pa3om, MONy4YeHBI W3 AUOyTOKcHaneTais o-(heHuaakpoiaenna ¢ 50-98 % BbIxo-
JaM{ HOBbIC JIMHEWHBIC M KapOOLUMKJIMYECKHE MOTU(YHKIMOHAIBHBIE COCAMHEHUS, a HWMEHHO:
(2,2-n1u0yTOKCH-1-MeTHIITHIT)OCH3EH, [2,2-nuxsopo-1-(mnuby TOKCUME TUI)ITUKIONPOTTHIT|OCH3€EH,
OyTun-2,2-muxiop-1-perunuuknonponankapookcmnar,  (1,2,2-TpudyTokcu-1-MeTHIATHI)OCH3EH,
2,2-n1u0yToKcHaneToheHOH, CTPOSHHE KOTOPBIX JI0OKa3aHO METOIAMHU SIJIEPHO-MarHUTHOTO pe30HaHCa

" XpoOMaTo-MacC-ClICKTPOMETPUH.
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BKCHepl/IMeHTaJILHaH JacThb

B pabote ucmonb30BaHbl: #-OyTHIOBEIH ciupT U Xsopodopm (YA, mponu3BoacTBo «BeKToHY),
neonut HY!, karanuszatop ruapuposanus Pd/C [7], (CAS umomep — 7440-05-3, TY 2172-013—
94509069-200), rpanyIupOBaHHbIHN, COAEpKaHNe ManIanus 5 %, nepes NCHoIb30BaHUEM U3MeTbya-
JIU B CTYIIKE, IPOCEUBANIH U XPAHUIIU B dKCUKaTope. JlIsi THAPUPOBAHMS HCIIOIB30BaIach MPOTOYHAS
KaTaJuTHYeCKas ycTaHOBKa «Karakony», cocTosmas 3 METaNINIeCKOr0 PEakTopa ¢ HarpeBaTesIbHON
pyOarikoii, OIOpeTKOM AJIs MOJa4y ChIpbsi, aBTOMAaTHYECKOT0 Hacoca 1 OJioka ynpasiieHus. Paboune
napamMeTphbl YCTAHOBKU: 00bEM PEaKIIMOHHOMU 30HbI 15 cM?, nuanazon temneparyp 50—600 °C, nasie-
Hue 10 100 at™m.2-DeHunn-eem-aAuXI0PIUKIONPOIaH ObLI MOTYYeH M0 METOAUKE [8].

AHann3 peakIMOHHBIX Macc 1 3aITUCh Macc-CIEKTPOB COSAMHEHUH OCYILIECTBIISIIN Ha aIlllapaTHoO-
nporpaMMHOM Komiuiekce « Xpomatak-Kpucramn S000M» (340 CKB «Xpomamaky, Poccust) ¢ 6a3oi
NIST 2012 (National Institute of Standards and Technology, CIIIA). YcnoBust ananu3a: Kanuiuisip-
Has KBapIeBasl KOJOHKA JIuHON 30 M, IIUTENbHOCTH aHanu3a — 20 MUH, TeMIepaTypa HCTOUHHKA
noHoB — 260 °C, temneparypa nepexonnoi muauu — 300 °C, nuanasoH ckanupoBaHus — 30-300
Ha, naBnenue — 37—43 mTopp, ra3-HOCUTENb — I'eJIHi, CKOPOCTh Harpesa — 20 rpaa/muH). s moy-
YEHU ST MaCC-CIIEKTPOB COCIMHEHUI UCIIOIb30BAIM METO HOHM3AINH 3JIEKTPOHHBIM yaapoM. Crek-
TPHBI sA€pHOrO MaruuTHOro pezonanca (IMP) 'H u 3C perucrpuposanu Ha cnekrpomerpe «Bruker
AM-500» (Bruker Corporation, CILIA) ¢ pabounmu yacrotamu 500 u 125 MI'11 cooTBeTCTBEHHO; pac-
tBoputesb — CDCl;. XumMudeckue CABUTH IIPUBEICHBI 1O 1IKaJie O (M.J1.) OTHOCHTEIBHO TETPAMETHII-
CHJIaHa KaK BHYTPEHHETO cTaHaapTa. KOHCTaHTHI CIMH-CIIMHOBOTO B3aMMOJCHCTBUS (J) MPUBEICHBI
B 1. B kagecTBe HCTOYHMKA MUKPOBOJIHOBOTO M3JIYyUEHHUS HCIIOIb30BAIN MUKPOBOIHOBYIO CHCTE-
My cunte3a «Sineo U Wave-2000» moutHocThio 1000 BT 1 ocHaleHHYI0O HMMEPCHOHHOM yJIBTpa-
3BYKOBOM YCTaHOBKOII C peryInpyeMbIM JIHara30HOM MOIIHOCTH yibTpa3Byka: 0—800 Br, wactoToii
28 x['u. udpoas cucTeMa MarHUTHOTO MMEPEMEITUBAHUS CO CKOPOCTHI0 Bpamerus ot 30 mo 1600
06/muH. MHppakpacHbli 1uana3on usmepenus remieparypst ot 0 1o 900 °C ¢ orkionenuem + 1 °C,
auana3ol temneparyp tepmonapsl Pt 100 ot 0 go 300 °C ¢ orknonenueM + 1 °C.

2-penni-cem-quxyopuukionponan (1) OblL1 MmonydeH IUXJIOPKApOCHUPOBAHUEM CTHPOJIA
B ycnoBusix peakunn Makomu (50 % p-p NaOH, xnmopodopm, katannzarop TOBAX).

[1-(iubdyTokcumeTn)BuHu|oensen (2). K pacrBopy 10 r (0.04 wmonb) 2-¢penui-1,1-
nuxyopuukionponana B cnupre (300 mur) nobasisun 2.24 1 (0.04 mons) NaOH u kumsitiun 3 4 B ye-
JIOBUSIX MUKPOBONHOBOTr0 n3inyueHus (700 Bt). ITo okoH9aHMM peakinu (10 MOJHOM KOHBEPCHH HC-
XOJTHOTO IIMKJIONPOIIaHa) peaKIMOHHYI0 MacCy OXJIaxaau, 1ooasisuin 10 M OeH301a, TPOMBIBAIIN
HaChIILEHHBIM pacTBopoM coitu (Na,SOy), ocylaau XJI0pUuIoM Kajbliusl, OTGHIBTPOBBIBAIHN U yIIa-
puBanu. LleneBoil aneTans 2 BBIIEISIN C MOMOIIBIO BaKyyMHOU neperonku. Beixox 98 %. Tkum. =
126-127°C (2 MM pr. ct.). Cniextp SIMP 'H, 8, m.a. (J, T'w): 0.95 1. (6H, 2 CH3, J=7,3 '), 1.40 kB (4H,
2CH,, J=7.53 T'n), 1.62 kB (4H, 2CH,, J=6.90 I'y), 3.52 kB (2H, 2 CH,, J=6.5 '), 3.63 kB (2H, CHp,
J=6.5Tn), 5.31 ¢ (1H, CH), 5.60 (1., CH,, J=3.96 I'ny), 7.31-7.39 m (4H, 4 CH), 7.59 n (1H, CH, J=7.73
Tu). AMP B3C, 8¢, m.1.: 13.87 (2 CH3), 19.45 (2 CH,), 31.83 (2 CH,), 65.58 (2 CH,), 101.95 (CH), 115.59
(CH,), 126.85-138.58 (4 CH), 139.03 (C), 145.02 (C). Macc-cuektp m/e, (Iyms,%): 262 (2), 261 (4), 189
(98), 132 (38), 104 (56), 77 (80).

I ABTOpBI BBEIPaXalOT 61aroAapHOCTh Jab0opaTOpUK MPUroToBIeH s KaTanusatopos MHK PAH r. Y(bI 3a mpegocTasieH-

HBIC B paMKaxX HaAYy4YHO-TCXHHUYCCKOI'0 COTPYAHNYCCTBA LICOJIUTHL
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(2,2-/IudyTokcu-1-meTuidTHI)Oen3en (3). B mpoTounslii peaktop o6bemom 15 cM?® 3arpysxa-
J¥ aKTHBMPOBaHHBIH Katanuzarop Pd/C. Jlanee nmomaBanu 15 ma onedpuna 2 (0.01 mons), Bogopon
co ckopocThio 0.460 MJI/MHH 1 ycTaHABIMBAJIU JaBlieHHEe Ha ypoBHeE 8 kr/cMm. [losryyeHHbIN KaTaau3ar
OT(GUIBTPOBBIBAIHK U yrapuBaiu. Beixox 90 %. Tkum. = 131-132°C (2 mum pr. ct.). Cniexktp SIMP 'H,
8, m.1. (J, T): Cnexrp AIMP 'H, §, m.x. (J, T'n): 0.83 T (3H, CH;, J=7.3 I'm), 0.95 T (3H, CH3, J=7.2 '),
1.35 1 (3H, CH;,J=7.0 I'n), 1.40-1.63 m (8H, 4CH,), 3.02 t (1H, CH, J=6,8 T'n), 3.28 x8 (1H, CH,, J=6,7
I'm), 3.45 kB (1H, CHg, J=6.7 T'n), 3.54 k8 (1H, CH,, J=6,5 '), 3.71 kB (1H, CHg, J=6.6 I'y), 4.49 n (1H,
CH, J=6.6 T'w), 7.23-7.37 m (4H, 4 CH). SIMP 3C, 3¢, m.1.: 13.77 (2 CH3), 16.62 (CH3), 19.15 (2 CH,),
32.00 (2 CH,), 43.78 (CH), 67.05 (2 CH,), 101.10 (CH), 126.18-128.16 (4 CH), 143.41 (C).

[2,2-Auxaopo-1-(audyTokcumeTua)uukiaonponuia)oensen (4). Cmecey 0.01 momp 2, 30 mx
xjopodopma, 32 1. 50 % p-pa ruapokcuaa Hatpus u 1 % mo macc. TOBAX nepemermnBamu npu
KOMHATHOH Temneparype (KOHTPOJIb 3a XogoM peakiuu 1o JanHbM [KX). [lo okonuanum peaknuu
PEaKIMOHHYIO0 CMECh OXJIAXKJIAJIH JI0 KOMHATHOW TEMIIepaTypbl, OTMbIBAJIA BOJIOW, SKCTPArupoBain
xJ10poopMOM, OCYyIIaNIN XJIOPUAOM Kalblis U ynapuBaid. LleneBble coeTMHEHNS BBIACISIIA BaKy-
yYMHOU neperonkoit. Berxon 98 %. Txum. = 121-122°C (1 mm pT. c1.). Criektp SIMP 'H, 8, m.1. (J, T'):
Cuekrp AMP 'H, 8, m.1. (J, T'n): 0.95 T (6H, 2CH3, J=7,5 I'n), 1.31-1.68 M (8H, 4CH,), 2.31 n (1H, CH,,
J=15Tn), 2.72 n (1H, CHg, J=7.5 '), 3.35-3.71 M (4H, 2CH,), 3.78 (c., 1H, CH), 7.37-7.51 m (4H, 4
CH). SIMP BC, ¢, m.a.: 13.93 (2 CH3), 19.28 (2 CH,), 30.88 (2 CH,), 31.87 (CH,), 49.34 (C), 68.88 (2
CH,), 106.11 (CH), 127.57-131.27 (4 CH), 135.44 (C).

Byrna-2,2-nuxaop-1-pennamukiaonponankapookcnaar (5). Yepes pactop 1.00 T
(2.89 mmoup) [2,2-auxnopo-1-(qudyrokcumermmuukionponuiloensesa 1 B 70 ma BuOH npu —50
°C B TeueHue 5 u 0apOOTHPOBAIM O030HO-KHCIOPOAHYIO CMECh. PeaKIIMOHHYIO CMECh IMPOAYBad
aproHom 0e3 momoixHUTeNnbHOro oxjaxaeHus (ot -50 °C mo —45 °C), B Teuenune 20 MUH JOBOIMIH
JI0 KOMHAaTHOW TeMIlepaTypsl, nepememuBaiu npu Harpese (40—-50 °C) 10 ncue3HOBEHHS MEPOKCH-
J10B (KOHTPOJIb — HoJ-KpaxmaibHas 1npoba, 72 4), ynapusanu BuOH. R, 0.62 (rexcan—meTun-mpem-
OyTunosslit a¢up, 2:1). UK-cnextp (KBr), v, em!: 1756 (C=0). Cuextp SIMP 'H, §, m.x. (J, Tm): 0.88 T
(3H, CH;, J=6.7 I'n), 1.38-1.46 m (2H, CH,), 1.60-1.65 m (2H, CH,), 1.90 n (1H, CH,, J=7.5T1), 2.09 1
(1H, CHg, J=7.5Tm), 4.12 k8 (1H, CH,, J=5.8 T'n), 4.14 kB (1H, CHg, J=5.9 '), 7.31-7.55 m (4H, 4 CH).
Crnekrp SIMP BC, §, m.1.: 13.67 (CH3), 19.13 (CH,), 30.56 (CHy,), 34.17 (CH,), 43.48 (C), 67.32(CH,),
122.88-132.03 (4 CH), 132.73 (C), 167.65 (C=0). Macc-cnextp, m/z (Ipm,.%0): [M + H]" 288 (100).
C14H,6CL, 0.

(1,2,2-TpudyTokcu-1-meTnITHI)0eH3€eH (6). B ueThIpexTropayIo KPyTIOAOHHYO KO0y, CHA0-
JKCHHYI0 MEXaHHYECKOW MEIIaJKOH, TEPMOMETPOM M OOpPaTHBIM XOJIOAMJIBHUKOM, 3arpyxajiu 2 r
(20 % na peaknuonnyto cmeck) ieonurta HY, 7.4 r (0.1 mons) Oyranona u 2.6 r (0.01 moins) onepuna
2. Peakumonnyio cmeck npu 70°C B TedeHnu 2.5 4aCOB MHTEHCUBHO MEPEMENTMBAIIH. 3aTEM KaTallu-
3aTop OT(GUIBTPOBBIBAIN H PEAKIIMOHHYIO CMECh SKTParupoBajii XJIOPUCTHIM METUIIEHOM, SKCTPAKT
cyumin cexxenpokaneHubiM CaCl,. PacTBopuTens ynapuBajiu, OCTaTOK MEPETOHSIN B BaKyyMme
B armoc(epe azora. Berxon 50 %. Txur. = 126—127°C (2 mm p. ct.). Crextp SIMP 'H, §, m.x. (J, T'1):
1.11 T (3H, CH3, J=7.0 I'n), 1.23 1 (6H, 2CH3, J=7.0 I'y), 1.28 ¢ (3H, CH3;), 2.03-2.88 m (12H, 6CH,),
3.38 nn (2H, CH,, J=7.3; 12.0 I'n), 3.51 xB (2H, CH,, J=6.8 '), 3.88 kB (2H, CH,, J=7.0 I'm), 4.51
¢ (IH, CH), 7.23-7.52 M (4H, 4 CH). Cniextp SIMP 13C, §, m.x1.: 13.88 (2CH3), 15.25 (CH3), 19.62 (2CH,),
20.36 (2CH,), 24.22 (CH3), 32.78 (2CH,), 32.94 (CH,), 66.11(CH,), 71.66(CH,), 84.41(C), 115.76 (CH),
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127.07-133.97 (4 CH), 138.41 (C). Macc-cnektp m/e, (1o:4,%): 336 (1), 264 (2), 236 (60), 144 (22), 105
(100), 77 (30).

2,2-JIudyrokcuanerodenon (7). Uepes oxiaxaeHHBIM pacTBop, coiepxkamuid 0.95 Mmoib
[1-(mubyTokcumeTnm)BUHUI|OeH3eH 2 B 20 MJI XJIOPUCTOTO METHIICHA, IIPOITYCKAIN 030H JO TOSB-
JIeHus Tony6oro okpamuBanus. [1o OKOHYaHUH peakIy PeaKIIMOHHYI0 CMECh IIPOLYBAJIN aPTOHOM,
nob6asismu (0 °C) 9.5 Mmone nqumetnicynbduia ¥ nmepeMennBaiy Ipu KOMHAaTHOM TemmnepaType
JI0 UCYE3HOBEHUS MEPOKCUIOB (KOHTPOIh — HOA-KpaxManbHas Mpobda). 3aTeM pacTBOPUTENb OTIO-
HSIJIM, OCTaTOK PAacTBOPSUIM B XJOpodopMe, IIPOMBIBAIN HAchIIeHHBIM pacTBopoM NaCl, cymman
Na,SO4 u ynapusanu. Beixon 81 %. R 0.52 (rekcan-metui-rpet-0ytuioBsiit adup, 5:1). UK-cniekrp
(KBr), v, em-1: 1689 (C=0). Cuextp SAMP 'H, §, m.a. (J, Tu): 0.82—-0.91 m (6H, 2 CH;), 1.31-1.39 M
(4H, 2 CH,), 1.55-1.62 m (4H, 2CH,), 3.52-3.59 m (4H, 2CH;), 5.20 ¢ (1H, CH), 7.41-8.19 m (4H, 4
CH). Cnektp SIMP C, 8, m.x.:13.74 (2 CH,), 19.19 (2 CHy), 31.67 (2 CHy), 67.72 (2 CH,), 102.94
(CH), 128.26-133.39 (4 CH) 133.71 (C), 191.14 (C=0). Macc-cuektp, m/z (I,,,,%): [M+H]" 265 (100).
Ci6H,40;. Brruuciieno: 72.69 % (C), 9.15 % (H). Haitneno: 72.43 % (C), 9.26 % (H).
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