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A. B. Kypkun, H. E. I'onannos, A. B. KapuaBa, M. A. IOpoBckas

CHUHTE3 ITPOU3BOJHBIX
2-(MHOOJI-1-1JHITPOITMOHOBBIX KHCJIOT

Pa3pabotan meron cunTte3a N-3aMelieHHBIX TPOU3BOAHBIX HHI0Ta U3 N-(e-
HWIAJIAHWHA, BKIIOYAIONIMI LUKIN3anuio no duiiepy COOTBETCTBYIOIIMX apuil-
AIKWITHAPA30HOB. VICXOJHBIE THIPAa3HUHBI OBUIM IOJMYy4YEHBI BOCCTAHOBJICHHEM
COOTBETCTBYIOIIMX HHUTPO3aMHHOB. YCTaHOBJECHO, YTO ONTHMAIBHBIM METOIOM
BOCCTAHOBJICHHS SBIISICTCS INPUMCHCHHE METaJUIMYECKOr0 IMHKA B CHCTEME
METaHOJI-COJISIHAsE KMCIIOTa IIPU HU3KUX TeMIIepaTypax.

Kurouessble cioBa: 3¢upsl N-amuno-N-dennnananuna, s¢upst 2-(mHgon-1-
WI)IPONUOHOBEIX KHCIOT, 3¢upbl N-eHunanannsa, BoccraHoBieHHe N-HUTPO3-
aMHUHOB, LUKIM3ays Puiepa.

OrpoMHBIIl HMHTEpeC K pa3IMYHBIM MPOHM3BOTHBIM HHAONA OOYCIOBIEH
MIMPOKHM CIIEKTPOM OHMOJOTHYECKON aKTUBHOCTH, IPOSBISIEMON STHMH I'eTepo-
[IUKJIMYECKUMH COeIMHEHUsIMU. HecMOTpst Ha TO, 94TO K HACTOSIIEMY BPEMEHHU
CHHTE3MPOBAHO OOJIBIIOE KOJMYECTBO CAMBIX PAa3HOOOPA3HBIX COCAMHEHUIT
MHJIOJBHOTO Psijia, B JINTEPATYpe OTCYTCTBYIOT CBEICHHUS O MOJTYYCHHU MPOH3-
BOAHBIX 2-(MHAON-1-Wi)pormmoHoBEIX KuchoT. [IpoBeneHHOe HaMU Hccleno-
BaHME CBS3aHO C CHHTE30M MMEHHO TaKUX COCAWHECHUH, MHTEPECHBIX KaK C
MO3UIMH MEIUIIMHCKON XMMHH, TaK U B CBS3U C BO3MOXKHOCTBIO MX HCIIOJIb-
30BaHUsI B CHHTETUYECKOH J1a0OpaTOPHOW M NMPOMBINUICHHOW TpakTuke. /s
noydeHus: 2-(MHAOJ-1-MIT)IPONMOHOBBIX KHCJIOT MBI HCIIOJIB30BAM METO[
dumrepa — MUKIM3AMUIO APUITHIPA30HOB B HHIOJIBI, KATATU3UPYEMYIO KHCIIOT-
HBIMH areHTaMu.
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B kauectBe MCXOAHBIX coeanHeHHMH ObLTH BbIOpaHbl 3¢upsl N-denmnana-
HuHa 1. MetunoBblid 3¢up 2a ObUI MONYYEH B AIKWJIMPOBAHWEM AaHWIIMHA
2-OpOMIPONMOHOBOM KHCIOTON C TOcieayromel sTepuduKanuei, STHIOBBINA
a¢up 2b ankuiIMpoBaHWEM aHHJIMHA ITUIIOBBIM 3(PHPOM 2-OpOMITPONMOHOBON
KHCJIOTHI.
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[omyuennsie >¢guper N-peHnnaHmIMHA HUTPO3UPOBAHUEM ITHIHUTPUTOM
CMecH TeTparuapoPpypaH—coupT ObUTH TpeBpamieHbl B N-HUTPO30COoe TMHEHMSL.
CootBerctBytonire N-HUTpo30ocoenHEeHHs 3 OBUTH MOJyYSHBI ¢ KOJHYECTBEH-
HBIMHU BBIXOJaMU H, TI0 naHHbM TCX, He coaepkanu npumecu ucxoaHoro N-
(deHunaHWIMHA. AHAIW3 YUCTOTHI COCIWHEHHA METOJIOM XpOMAaTO-Macc-
CIIEKTPOMETPUH B 3TOM ciy4ae 3aTpPyAHEH, MOCKOIbKY B YCIOBHUSX XpPOMAToO-
rpadupoBanus N-HUTPO30COCIUHEHUST pasjiaratoTcs. BulfeneHne MpOayKTOB
HUTPO3UPOBAHUSI CBOJUTCS K YIAICHUIO JIETYYUX MPUMEcEH MPH MOHKECHHOM
nasneHnd. [TomydenHsie N-HUTPO30COSAMHEHHS HCTIOIH30BAIH HA CIETYIONINX
cTagusax 6e3 JOMOTHUTENIbHON ouncTKH. COTjlacHO TaHHBIM CIIeKTpoB SIMP H,
N-HHTPO30COCTUHEHUST OBUTM TOJTYYEHBI B BHJE CMECH JIBYX T'€OMETPHUYECKHIX
HN30MEpPOB.
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UzBecten psa MeTonoB mpeBpaiieHus N-HUTPO30aMHHOB B HECUMMETPHY-
HbIC TUApa3uHbl. Tak, HaIpUMep, OMKMCaHO BoccTaHoBIeHUEe N-HUTpO30COESIU-
Heunii ¢ mpumenerreM SNCl, [1], TMHKOBOH THUIBIO B BOJHOM pPacTBOPE
aMMHaKka M B YKCYCHOM Kuciote [2, 3], aJuTFoMOTHAPUIOM JuTus [4], npudem
nocjenHue Ba crocoba MpUMeHsI0TCsl HanboJee yacto. BoccTanosnenue, kak
MpaBUIIO, CONpOBOXKIaeTCs pa3pbiBoM cBsizu N—N, u kpome ruapaszuna oopasy-
€TCSl BTOPUYHBI aMUH, COOTHOIICHHE MPOIYKTOB MOXKET CHUIBLHO BapbHpPO-
BaThCsl B 3aBUCUMOCTH OT HCHOJIB3YEMOTO BOCCTAHOBUTEIS, YCIOBHUM MIPOBEIC-
HUS TIPOIIECCa M CTPOCHHUSI BOCCTAHABIIMBAEMOTO COCTUHEHUS. MBI orpoboBaiu
HECKOJIBKO BOCCTaHOBUTEJIBHBIX CHUCTEM, OOJIBIIMHCTBO W3 HHUX HE Jajio
YIOBJICTBOPUTENBHBIX Pe3yJIbTaTOB. B Tabnuile CyMMHpPOBAaHBI PE3yJIbTaThl
ATUX MCCIIECIOBAaHUM, COOTHOIIIEHNE aMUH—THIPA3HH MPUBOJAUTCS HA OCHOBAaHUU
JAHHBIX XPOMAaTO-MacC-CIIEKTPOMETPHUH.

st GONBIIMHCTBA MCIOJB30BAHHBIX HAMH METOJIOB BOCCTAHOBJICHUS
COOTHOIIICHHE THIpa3UH—aMUH He MpeBbImaeT 1:1, mpuyueMm, BapuaIuu mopsaka
CMEITICHUSI PEareéHTOB M TEeMIIEPATyphl PEAKIMH HE TO3BOJIAIOT YBEIUYHTH
BBIXOJ THjpasuHa. Hawiydiive pe3ysabTaTbl ObLIM IOJIYY4EHBI MPH BOCCTa-
HOBJeHUH N-HUTPO30COCTWHEHWN IMHKOBOW MBUIBI0 B CHCTEME METaHOJI—
COJISTHAsI KUCJIOTA IIPU HU3KUX TeMIIepaTypax.

Pesy.m,TaTu BOCCTAHOBJICHUSA N-HHTpOSOaMﬂHOB 3

Mo | T | oo
A Et Zn, NHs, (NH4)2CO3, EtOH-H,0 -5-0 1:2
b Et Zn, AcOH, EtOH 0-10 11
B Et SnClp, H20, HCI 20 1:100
r Me Zn, HCI, MeOH —78 18:1
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Takas mpouenypa Oblla WCIONB30BaHa NPH NPEBPALICHUH METHUIOBBIX
3¢upoB N-HUTP030-N-OCH3MITAMHUHOKHICIOT B COOTBETCTBYIOIIME THAPA3UHEI,
MpUYeM BOCCTAHOBJIIGHHE HE COIMPOBOXKAAIOCH 0Opa3oBaHHUEM COOTBETCTBYIO-
IIMX BTOPUYHBIX amMHHOB [5]. Mcmonb3ys Takue YCIOBHS BOCCTaHOBIICHHS
N-HHTpO30CcOeTUHEHNUS 3a, MBI TOTYYHIIN COOTBETCTBYIOIINIA THIPa3HH, COACP-
KAaIlMi, COrJIaCHO JaHHBIM XpOMAaTO-MacC-CIEKTPOMETpUH, ~5% METHIOBOTO
a¢wupa 2a.

K coxanenuto, 3pQeKTUBHBIA M YacTO HCIIOIB3yeMblii BOCCTAHOBHTEIb [4]—
LiAlH; — He mpuMeHMM K HAIIUM COEAMHEHHSM, COJCPKAIUM CIIOCOOHBIE K
BoccTaHoBieHuto Tpymibl (CO,R). OnHako OH NEHCTBUTEILHO JACT yIOBJIET-
BOpUTETIbHBIE PE3yJbTaThl HAa MOAXOASIIMX MOAENsAX. Tak, BOCCTAaHOBJICHHUE
amoMoruaApuIoM JuThss N-HATPO30COCTUHEHUS 5, MPeaBapUTEIbHO MOTy4eH-
Horo HuTposupoBanueM N-¢denwmn-2-amuHonponanona (6) ¢ mociaeayrOIUM
METHIIMpOBaHUEM obOpasytomierocsi N-HUTpo3aMUHOCTIHPTA 7, IPUBEIIO K CMECH
TUIIpa3uH 8—COOTBETCTBYIOIINI BTOPUYHBIN aMUH B COOTHOIIEHHUH 9:1.
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HecrtabunpHOCTh TakMX THApPAa3MHOB, OTMEYEHHasl paHee [5], moaTBepau-
Jach HAlIMMH HAOJIOJCHUSIMHU, TIO3TOMY THApa3uHbl 4a,b, oOpa3oBaHue KOTO-
pBIX OBUIO TOATBEPXkKACHO METOJAMH MACC-CIEKTPOMETPHUH, HCIOIb30BAINCH
HaMH B JaJbHEHINX MPEBpAIICHUsIX 0€3 JOMOIHUTENbHONH ounucTku. bomee
CTaOMIILHBIN TUIPa3iH 8 ObUT IPEBpAIeH B TUAPOXJIOPHI.

Crenyer OTMETHTh, YTO JUIS METWIOBBIX 3QupoB N-heHunanannaa wu
rujpa3uHa 4 XapakTepHbI POJICTBEHHBIC IMyTH (QparMeHTallu MOJ JeHcTBUEM
3NIEKTPOHHOTO yJlapa, CBA3aHHbIE C MOTEpEel MOJIEKYJIAPHBIM HOHOM (parMeHTa
CO;Me, uTo mpUBOIUT K 0OPa30BaHHIO OCKOJOYHBIX MOHOB C MaKCHMaJIbHOU
WHTEHCUBHOCTHIO M/z 120 m 135 mns coenvHennii 1a U 4 COOTBETCTBEHHO.
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AHANOTHYHOE HANpaBlieHHE (PparMEeHTAIMU MOJICKYJISIPHOTO MOHA XapaKTEPHO
u g ruapasuHa 8: moreps gparmenta CH,OMe npuBoaut x 00pa3oBaHMHIO
(parMeHTapHOrO HOHA ¢ M/Z 135 MakcHMallbHON MHTEHCHBHOCTH.

IMony4yenusie BoccTaHoBieHHEeM N-HUTpO30CcOeIMHEHHUN THUApa3uHbl 4 u 8
OBUIM TPEBpAIICHBI MPH B3aMMOJICHCTBUU C 3THIOBBIM 3()UPOM MHUPOBHHO-
IPaJHON KUCIOTHI U 4-MeTHIANeTO)EHOHOM B COOTBETCTBYIOIIHE T'HIIPA30HbI.
Tumpasonsr 9-11, npeacrapismoniue coO00i CTaOHIbHBIE COCIUHCHHS, OBLIM
OXapaKTepU30BaHbl (PUZNKO-XUMUICCKUMH METOIAMH.

0
. N R?
Me R? _N R? Amberlist-15 N
4a, 8 - = NT —_
)\ Me >\Rl
Me” TR' Me
911 12-14

9,10, 12, 13 R = CO,Me, 11, 14 R* = CH,0OMe; 9, 11, 12, 14 R? = CO,CH,Me,
10, 13 R? = 4-MeC¢H,

JInst nanpHERIIero mpeBpalieHus THAPa30HOB B HHIOJBI B KAYECTBE KUCIIOT-
HOTO KaTaJHM3aTopa MCIOJIb30Baiach MOHOoOMeHHas cmona Amberlist-15. Ta-
KOM KaTanu3aTop AJis Hukin3anuu duiepa yCrnenrHo NpuMeHsIIcs U panee [6].

I'uapazonsl 3THIIOBOTO 3dupa MHPOBUHOTpaaHOoN KucioTel 9 u 11 mpespa-
IIAI0TCS B COOTBETCTBYIOIIME MPOM3BOAHBIE MHAona 12 u 14 mpu mepeme-
[IMBaHUM PEaKIUOHHON cMecH, cojaepkamed 2.5 MON.-5KB. MOHOOOMEHHOM
cmonsl Amberlist-15 npu 90-100 °C 3a 3-4 4, B TO BpeMs Kak I'MApasoH N-me-
tunaneropeHona 10 tpeOyer OoJiee NMPOMOIDKUTEIBHOTO HarpeBaHus (6—8 u)
JUIsL 3aBEPIICHUS Mpolecca.
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N3BecTHO, UTO apuIIrHApPa3OHbl UKJIOTEKCAHOHA YPE3BbIUANHO JIETKO Ipe-
BpamaroTcd B COOTBETCTBYIOIIME HWHIOJIBI B YCJIOBHUAX HHUKIU3AIIUN (DI/IHIepa
[7]. HeticTBUTENBHO, 00pa30BaHUE 3aMETHBIX KOJHMYECTB UHaoa 15, HaOroa-
JIOCh YK€ TpH TepeMEIIMBaHWN CMECH TupasuHa 4 M LUKIOTEKCaHOHA, C
KaTaJTUTHYECKUM KOJMYECTBOM N-TOJIYOJCYIb(OKUCIOTHI, T. €. 00pa3youuics
rugpa3oH 16 jerxko IHMKIU3yeTcsi B COOTBETCTBYIOIIMN WHION B YCIOBHSX
peakiuu. DOTH HAOJIOJICHUS TMO3BOJIMJIN OCYIISCTBUTh CHHTE3 MHIoja 15 0e3
MPOMEKYTOYHOTO BBIICTICHUSI 1 OUUCTKH THpa3oHa 16.

Taxum 00pa3om, MbI pa3paboTayii MeToJ cHHTe3a dupoB 2-(uHmo-1-mi)-
MIPOTIMOHOBBIX KHCIOT, OCHOBAHHBIN Ha IUKIN3anuu dwuiiepa, ¢ 0OIHIM BBIXO-
oM ropsiaka 30% B pacueTe Ha HCXOMHBIN aHUJIHH.
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SKCHEPUMEHTAJIBHASL YACTb

UK cnexrpel nosmydamn Ha npubope UR-20 st cycrneHswit B Ba3eIMHOBOM Macie WIN
YHUCTBIX COEAMHEHHMH. XPOMaTO-MaccC-CIIEKTpajbHBIE HCCIENOBAHMS PEAKIMOHHBIX CMeced M
BBIZIETICHHBIX COCJVHCHUH MPOBOIIIM C HCIIOJIb30BAaHUEM Ta30)KUIKOCTHOTO Xpomarorpada
Carlo Erba/Kratos Fractovap Series 4200, xomonka Ultra-1, Hewlett Packard (25 m x 0.2 mm),
tommuuHa cios ¢aser 0.33 MkM, rasz-Hocutens — renuid (1mu/muH), nemutens motoka 1:10,
temreparypa ucrnapurens 280 °C, rpaguent Temmnepatypst or 150 1o 280 °C (5 °C/mun). Macc-
cnextpanbbplid getekrop ITD-700 (Finnigan MAT), nonusauus — 37eKTpOHHBIN ymap, 70 3B.
Crextpsl SIMP *H u **C cuumamn ma cmextpomerpe Bruker AMX-400 (400 u 100 MI'n
COOTBETCTBEHHO) B pactBopax B JIMCO-dg, ecnu He yKas3aH OPYroil pacTBOPHUTENb, BHYTPEHHHUIA
craggaptT TMC. TemnepaTypsl IJIaBIE€HHS H3MEPSUIM B OTKPBHITHIX KalMLIAPaX, NPHUBEICHHbBIE
3HAUEHUs] He ucIpaBlieHbl. KOHTPOIb 3a XOA0M peaKiuif 1 YUCTOTON BBIIEIAEMbIX COEIUHEHUIT
ocymectBisuin Metogamu TCX Ha mnactunkax Silufol UV-254 u rasosoit xpomarorpaduu c
Macc-CIEKTPaIbHBIM JETEKTOPOM.

N-®enunananun (1). K pactsopy 10.4 r (260 mmons) NaOH B 400 M Boabl 100aBISIOT
MOCJIE0BATEIbHO MpU OXJaxkaeHun 24 mu (260 MMoJb) 2-OpOMIPONMOHOBOM KHCIOTHI, 22 T
(260 mmomnp) NaHCO3 1 pactBop 26 r (280 Mmmonp) anmnuHa B 100 Mit aTaHona. CMeCh KHUIATAT
24 4, pacTBOp KOHIEHTPHUPYIOT A0 o0beMa 150 mi1, 70OaBISIOT pa30aBIeHHON COJISTHOM KHCIOTHI
1o pH ~4-5 u oxnaxpmator g0 0 °C. BemaBmmii ocagok OTGUIBTPOBBIBAIOT, CYIIaT HA BO3AYXE,
MePEKPHUCTAIN30BEIBAIOT U3 abcomoTHOro 3Tanona. [lomyuaror 34 r (80%) N-dennnananuna,
T. wi. 165 °C (3ranon). 1o mauueivM padors [8], T. . 163-164 °C.

Tuapoxaopua 3tuiaosoro 3¢pupa N-¢penumnananuna 2b. Pacteop 0.93 r (10 mmoib)
agmnnHa, 1.81 T (10 MMoyp) 3THIOBOTO 3upa 2-OpOMIPONMHOHOBONH KHUCHOTHI M 1.29 T
(10 mmonp) sTumuusonpormiamMuia B 40 mu TI'® kunstar 24 4. PeakuHMOHHYIO CMECh
BeUIMBaOT B 100 MJI JIeNsTHOH BOJBI M DKCTPArkpyroT XJIOPHCTHIM MeTiieHoM (2 x 100 mm).
Opranu4ecKkuidi HKCTPAKT CymiaT Oe3BOJHBIM Cyab(aToM HATpHs, PacTBOPUTENb yIApHBAIOT B
BaKyyMe, OCTaTOK PacTBOPSIOT B 3TaHOJE W IPHIMBAIOT W30BITOK pacTBOpa XJIOPOBOAOPOAA B
s¢upe. JleTyune KOMIOHEHTHI YIAISIOT B BaKyyMe, a OCTaTOK MEPEKPHCTAININ30BEIBAIOT M3 CMECH
staHos-3¢up. [Nomydator 1.72 r (75%) Genoro KpUCTaNINIECKOTo BemecTsa ¢ T. 1. 175-176 °C
(u3 aTanona). Macc-cniextp, m/z (1, %): 193 [M*] (15), 120 [M'—CO,Et] (100), 77 (12). Cuiextp
SAMP 'H, 8, m. 1. (J, T): 1.15 (3H, 7, J = 7.0, CH3CH,); 1.37 (3H, 1, J = 7.2, CHy); 4.06 (2H, k,
J = 7.0, CH3CHy); 4.17 (1H, k, J = 7.2, CH); 6.81 (3H, m, Ph); 7.19 (2H, 1, J = 8.1, Ph); 8.09
(3H, ymr. ¢, NH3").

I'napoxmaopun MerninoBoro d¢upa N-pennnaananuna 2a. K cycnensun 16.6 r (100 Mmmonn)
N-¢pennnanannHa B 75 M abCONIOTHOrO METaHONA IPH IEPEeMEIIMBAHUH M OXJIXIACHHU
nobasmsitor mo kKamsiM 17.85 r (150 Mmome) THOHMIXNIOpHAa B TeueHue S5—10 MuH,
MepeMeMBaloT MPU KOMHATHOM Temriepatype 15 MuH, 3aTeM KUmATAT 6 4. PeakMoHHYI0 cMech
yIapuBaloT J0CyXa B BaKyyMe, OCTaTOK MEePEKPHCTAUIN30BBIBAIOT M3 CMECH METaHOI—3(up,
cymiat B Bakyyme Haj mienodbto. [Tomydaror 18.77 1 (87%) 6enpix kpuctamios. T. mwr. 137 °C.
Crnextp SIMP H, 5, M. 1. (J, Tm): 1.39 (3H, n, J = 7.1, CHy); 3.63 (3H, ¢, CH30); 4.15 (1H, k,
J=17.1, CH); 6.70 (3H, m, Ph); 7.14 (2H, 1, J = 8.1, Ph); 8.56 (3H, ym. ¢, NH;"). Macc-cnektp,
m/z (I, %): 179 [M*] (10), 120 [M*—CO,Me] (100), 104 (4), 77 (9).

Iruioseiii 3¢up N-nurpo3zo-N-penunnananuna (3b). JobGasmator 1.2 r (5.2 MMoib)
ruzpoxiopuaa 2b B oIMH MpHeM HpH OXJIAXKICHUH M WHTCHCHBHOM MepeMelinBaHuu B 50 M
xonoaHoro pacteopa 0.29 r (5.2 MMONb) THOPOKCHIA Kajdus B BOJC. AMHH 3KCTPardpyroT
a¢pupom (3 x 50 Mir), MPOMBIBAIOT BOJIOW, HACBHIIIEHHBIM PACTBOPOM XJIOPHIA HATPHS, IKCTPAKT
cymar Oe3BOIHBIM Cynb(haToM HAaTpHsa. PacTBOpHTENs yQaisioT NMPH MOHIKEHHOM IaBICHHH,
ocrtaTok (1 1) pactBopsitoT B 10 M1 6e3BogHOTO TI'®, K MOITydeHHOMY pacTBOpPY HPH OXJIaXKICHUN
U TIepeMeMMBaHUK TopHusAMH no0aBimsioT 4.5 mia 14% pacTBopa STHIHHTPHTa B CIHPTE
(~7.2 Mmmontb). PeakiMOHHYIO CMeCh BBIICP)KHBAIOT 12 9 mpH KOMHATHO# Temieparype B
TeMHOTe. JleTyune KOMIOHEHTH yIalsioT B Bakyyme npu Temmneparype Oanm 40 °C, momydarot
1.14 T (99%) xenroBaToll MaciIIHUCTOH *)uAKOCTH. COECOUMHEHHE HCIIONB3YIOT B JabHEHIINX
IpeBpareHuax 6e3 JomomHuTenbHOM ouwnctkn. UK cmextp, v, cm i 1730 (C=0), 1430 (N=0).
Crextp SIMP H, 8, M. 1. (J,Tu): 1.12 (3H, 1, J = 7.1, CH3CH,); 1.34 (3H, 1, J = 7.1, CHs); 4.08
(2H, m, CH3CH,); 5.16 (1H, x, J = 7.1, CH); 7.46—7.60 (5H M, Ph). Macc-criextp, m/z (1, %): 222
[M*] (5), 192 [M"™-N=0] (20), 177 (5), 148 (11), 120 (100), (15), 104 (38), 91 (5), 77 (43).

Metuaossiii 3¢pup N-aHutpo3o-N-pennnananuna (3a) CHHTE3UPYIOT aHAJOTHYHO C BBIXO-
mom 98%. MK crextp, v, cM - 1730 (C=0), 1430 (N=0). Crrextp SIMP 'H, &, m. x. (J, T): 1.41
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(3H, x, J = 7.1, CHy); 3.63 (3H, ¢, CH30); 5.15 (1H, x, J = 7.1, CH); 7.31-7.60 (5H ™, Ph).
Macc-cniektp, m/z (1, %): 208 [M*] (7), 178 [M"-N=0] (23), 120 (100), 104 (38), 91 (7), 77 (32).

Boccranoiienne 3tuiioporo 3gupa N-uutposo-N-pennnananuna (3b). A. K pacreopy
1.18 r (5.3 Mmoutb) coenunenus 2b B 5 MIT 3TaHONIA NPHIIMBAIOT PACTBOP 2 T KapOOHATA aMMOHHUS
B 5 M Boapl, oxnaxaaT 10 —5-0 °C, 106aBia0oT 1 T HUHKOBOW MBUIM M IPH MHTEHCHBHOM
NepeMENMBaHNH JOOABISIOT O KaruisiM B TedeHne 20 MuH 7.5 MII BOJHOTO pPacTBOpPa aMMHaKa
(d=0.91 r/mn). Yepes 40 mMuH n06aBisioOT emie | r MHKOBOW MBUTH M MEPEMEIIHBAIOT 3 Y MPH
0 °C, mocie uero ocamok OTGUIBTPOBBIBAIOT, MPOMbIBAIOT 30 MIT 3TaHOMa, QUILTPAT BBUINBAIOT B
100 M1 JrenstHOM BOABI, BOAHYIO (a3y SKCTPAarupyroT XJIOPHUCTHIM MeTwieHoM (5 x 50 mo).
OKCTpPaKkT MPOMBIBAIOT BOJOH, cymar Oe3BOmHBIM cyibdaroMm Harpus. Ilocie ynameHus
pacTBOpHUTENs B BaKyyMe IOJy4aroT 1.1 T »kenrToBaTroro macia, KOTOpOe, IO JaHHBIM XpOMAaTo-
Macc-CHeKTPOMETPUH, —HpeAcTaBisieT coboir  cmech  32%  1-(1-sToKcHkapOGOHHIITHI)-1-
¢denunruapasuna (4b) u 62% coenunenus 2b.

b. K cycrnensuu 5.85 r (90 MMoib) IMHKOBOH MBUH B pactBope 3.32 r aTmioBoro s¢upa 3b
B 75 Myl 3TaHONA JOOABIIIOT IO KAIULIM IPH MHTCHCHBHOM II€PEMEIINBAHUN M OXJIQKACHUU
(0-10°C) 6 r (5.7 M, 100 MMOJIB) JICASHOM YKCYCHO# KHCITOTHI. IlepeMelinBaHne mpooiKaoT
6 1 IpH TO¥t ke TemIeparype, MOCle Yero peakInOHHYI0 CMeCh OT(QMIBTPOBBIBAIOT OT M30BITKA
IMHKA, BEUIMBAOT B 100 MJI BOABI CO JIBIOM, HEHTPAIN3YIOT paCTBOPOM aMMHaKa, SKCTParupyroT
xnopodopmoMm (6 x 50 mir). OpraHMYECKH 3KCTPAKT MPOMBIBAIOT HACHILIEHHBIM pPacTBOPOM
XJIOpUza HaTpHs, cymaT 0e3BOJHBIM cynabdaroMm HaTpus. Ilocie ymapuBaHHsS pacTBOPHUTENS B
BaKyyMe IMONy4aroT 2.62 T KeNTOBATOTO Macia, KOTOpoe, M0 AaHHBIM XPOMAaTo-Macc-CIIEKTPO-
MeTpuH, coneput 50% runpasuna 4b u 50% coemuuenus 2b.

B. K cycniensun 1.2 r (5.4 mmoins) coenunennst 3b B 55 mut 1.1 v, HCI no6asmstor 2.38 ©
(10.4 mmonp) muruapara xiopuaa onosa(ll). IlepememuBaroT mpu KOMHaTHOU Temneparype 12 4,
nobasinstoT 0.63 T (5.4 MMOIIB) 3THIIOBOTO 3(pHpa MUPOBUHOTPATHON KUCIOTHI U KATATUTHUECKHE
KOJIMYECTBa THApPOCyIb(ara TeTpaOyTUIAMMOHHS, IMEPEMEIIUBAIOT 3 9, OKCTParupyroT
xnopodopmoM (5 x 50 mu). [locne BeIcymMBaHUs O€3BOMHBIM CYJb(GATOM HATPHS U YIAICHHS
pacTBOpuTENsT B BakyymMe moiydaroT 1.05 T JKenToBaTOro MAaciSIHUCTOTO —COEIUHEHHS,
COJIepiKallero, IO JAHHBIM XPOMAaTO-MacC-CIIEKTPOMETPHUHM, JIMIIb CJIEJOBBIE KOJIMYECTBA
xenaemoro 1-derni-1-(2-3TokcnKkapOOHUIITHI)IHAPa30Ha STUIIOBOTO (upa MUPOBHHOTPATHON
KkucnoThl. OCHOBHBIM MPOJYKTOM BOCCTaHOBJICHHUS siBIsieTcst coenunenue 2b. Macc-criektp, m/z
(1, %): 208 [M™] (32), 135 [M*~CO,Et] (100), 118 (24), 104 (26), 91 (19), 77 (50).

MetuioBslii 3¢pup 2-(1-dpenuaruapasuHo)nponnoHoBoii kuciaorsl (4a). I'. K pacreopy
9 Mmmonp HuTpo3amuHa 3a B 100 M1 aOCONIOTHOrO MeTaHONA NpU oxiaxaeHuun 1o —80 °C
B arMocdepe aprona no6asisitor 6 mi (72 mmose) koHn. HCl u moprmsamu, npu UHTEHCHBHOM
nepeMenmnBanny, 4.68 T IMHKOBOM MbUTM. PeakIMOHHYI0 CMeCh WHTEHCHBHO II€PEMEIIUBAIOT
6-8 u mpu Ttemmepatype or —80 mo —70 °C B armoctepe aprona. [TogHOTY MPOXOKIACHUS
BOCCTaHOBJICHUsI KOHTposupytoT o TCX (cuimkarenb, STHNALETaT—NeTposedHbId ¢up, 1:3,
MIPOSIBJISIOT CIUPTOBBIM PAacTBOPOM TPUXJIOpHIA jKene3a). M30bITOK IMHKA OTGUILTPOBHIBAIOT,
ocasiok mpomMeBaroT 20 M MerTaHona, (GUIBTPAT YIApUBAIOT B BaKyyMe IpPH KOMHATHOIf
Temmeparype a0 oobema ~20 mi, BeUMBarOT B 100 M BOABI CO JBIOM U IMOJIIEIAYUBAIOT,
nobasmsist 20 mn 24% BoxmHOro pactBopa ammmaka (pH ~12). DkcTparupyloT XJIOpUCTBIM
MeTmiIeHoM (4 x 50 MiT), SKCTPaKT MpoMbIBaroT 30 MJI HACBIIEHHOTO PAacTBOPa XJIOPHAA HATPHS,
cymar 6e3BogHBEIM cymb(aTom Harpus. [locme yrmaneHHs pacTBOPHTENS B BaKyyMe IONYYaroT
1.65 r (95%) xenro-Oyporo MacimooOpa3HOTO BEIIECTBA, KOTOPOE HCIONB3yeTcs I IOIy-
YeHHs THPa30HOB 6e3 I0TONHUTENbHOM ouncTku. Macc-ciektp, M/z (I, %): 194 [M*] (25), 135
[M*-CO,Me] (100), 118 (26), 104 (20), 91 (18), 77 (45).

T'uapoxsiopua N-¢penunn-2-amunonponanona 6. K cycmemsum 7.37 r (190 mmoib)
amoMorunpuaa yutasg B 250 My abcomotHoro TI'® noGaBisFoT MOpUMSAMH, HE OITyCKas
CIIMIIKOM WHTEHCHBHOTO KumieHHs, 16 T (97 mmoins) N-¢penmnananuna. PeaknnonHyio cMmech
KHTATAT 6 9, OXJKAAIOT A0 KOMHATHOM TEMIIepaTypbl, OCTOPOXHO m00aBistoT 10 M BOAEL,
3ateM 10 M 10% BoxHOTO pactBopa KOH n eme 10 M Bogsl, TOCTE YeTO MepeMeInBaioT 1 1
mpu ~20 °C. Ocafiok OTQIBTPOBHIBAIOT, TTPOMBIBAIOT 250 M TI'®, GuUABTpaT ynapuBaroT B
Bakyyme. Octartok pactBopsioT B 250 MJI XJIOPHCTOTO METWJICHA, TPOMBIBAIOT 50 M
HACBIIIEHHOTO PAacTBOpa XJIOPHJIA HATPHs, CyIIaT 0e3BOJHBIM Cylb(aToM HaTpus. PacTBopuTens
YIIapUBAIOT B BaKyyMe, OCTATOK PAacTBOPSIOT B HEOOJBIIOM KOJHYECTBE aOCOIIOTHOTO 3¢upa,
MIPWINBAIOT HM30BITOK PAacTBOpa XJIOPHCTOTO Bomopoaa B 3¢wmpe. Ilocnme ynmameHus neTydmx
KOMIIOHEHTOB B BaKyyMe H BblAepxkwuBaHus B dKkcmkarope Hajgy KOH ocrarok mepekpucran-
JIM30BBIBAIOT U3 cMecH aneToH—>¢up. [omyuator 14 T (76%) 6enbix kpuctamios, T. wr. 112 °C
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(13 cmecu aneror—adup). MK crextp, v, cM = 690, 750 (Ar), 2570 (ym, NH), 3400 (ym, OH).
Coektp SIMP H (Dy0), 8, m. o. (J, T'm): 1.35 (3H, 1, J = 6.3, CH3); [3.70 (IH, . o, J= 5.6,
J=124), 3.78-3.90 (2H, m), CH+CH,]; 7.53 (2H, 1, J = 7.5, Ar); 7.62-7.70 (3H, m, Ar).
Haiineno, %: C 57.58; H 7.51; N 7.59. CgH;3NO+<HCI. Beraucneno, %: C 57.60; H 7.52; N 7.46.

N-Hutpo3o-N-denunn-2-amunonponanod (7). Pactsopsitor 1.5 r (8 MMounb) ruapoxmopuia
N-denunnananrHona 6 B 20 M METaHOJIa U [IPU OXJIXKICHUN JOOABISIOT OXJIaXICHHbIA PacTBOp
0.45 r (8 mmonp) KOH B 10 mMn meranona. BeimaBmmmii ocanok oT(QUIBTPOBBIBAIOT, GHIBTpPAT
yInapuBaroT B BakyyMe. OCTaTOK pacTBOPSIOT B 50 MJI XJIOpPUCTOTO METHJICHA, IPOMBIBAIOT 20 M
HACBILIEHHOTO pAacTBOpa XJIOPHAA HATpHs, cymar O0e3BoiHbIM cyibarom Harpus. Ilocie
yIAJICHHs PACTBOPUTENS TP HMOHWKEHHOM AaBieHMH noay4aroT 1.15 r N-¢enunananunona,
KOTOpbIi mpeBpamaoT B N-HUTP030-N-QeHnNanaHuHOI aHATOTUYHO IONYYCHUIO STHIOBOTO
s¢upa N-mutposzo-N-dennnananuna. Beigensior 1.35 1 (99%) OGypoBaToil BA3KOH XMIKOCTH,
KOTOPYIO HCIONB3YIOT B JaNbHEHIINX MPEBpaIICHUsIX 0e3 JOMONHHUTENbHONH O4MCTKU. CHEeKTp
SIMP 'H (CDCls, cmecs nu3omepoB B cootHomenun 1:1.3), 6, m. 1. (J, T'm): 1.17 u 1.38 (3H, 2 n,
J= 7.1 u J = 6.8, coorBerctBenno, CHs); [3.69 u 5.15 (2H, 2 m), 491 u 5.15 (1H, 2 m),
CH+CHjy]; 7.05 (2H, 1, J = 7.5, Ar); 7.41-7.55 (3H, m, Ar).

N-(1-Merokcunponui-2)-N-uutpo3oanmaun  (5). PactBopstor 3.43 r (19 mmoIb)
HUTpo3oamuHonponaHona 7/ B 40 mi cBexenepernanHoro TI'®, oxmaxmator no —80 °C,
no6aBistioT 4 T (285 Mmonb) Metmimonuaa v 0.62 T (26 MMOJIb) THAPUAA HATPHUS, PEAKIIMOHHYIO
CMeCh MEUICHHO HAarpeBaloT 0 KOMHATHOW Temieparypbl, mepememuBaioT 1 4. IlomHoTy
MIPOXOXKIEHUsT peakiuu KoHtpoiupyior mo TCX (cmmmkarens, sTwianeraT-rekcaH, 1:1).
PeakunoHHyI0 cMech pasmararot, n00aBisisi 2 M Boxsl, mocie yero TI'® ynansior B Bakyyme,
OCTaTOK Pa3z0aBIAIOT 25 MII BOIBI, SKCTPArupyroT xyopodopmoMm (4 x 25 mur). OpraHudecKHi
9KCTPAKT CymaT Oe3BOIHBIM Cynb(aTOM HATpHs, IMOCNIE yAaJIeHHs PACTBOPUTEIS B BaKyyMe
nomy4atoT 3.5 T (93%) xento-Oyporo BemecTBa, KOTOPOE BBOASAT B PEAKIIHIO BOCCTAHOBIICHHS
6e3 mormonHuTensHON ounctkn. Crektp SIMP *H (cmech m3oMepoB B cooTHomeHmu 1:1.3),
O, m. 1. (J, T'm): 1.08 m 1.30 3H, 2 n, J =7.2 uJ=7.1, coorBerctBenHo, CH3); 3.16 u 3.33 (3H,
2 ¢, CH30); [3.34-3.54 (2H, 2 m), 5.10-5.25 (1H, 2 m), CH+CH,]; 6.99-7.59 (5H, 2 m, Ar).

1-(1-Merokcunponuia-2)-1-gpennaruapasun  (8). K cycnesun 0.76 1 (20 MMoIb)
amomoruapuaa mutusd B 30 it abcomorHoro TI'® mo KarsiM mpu mepeMernBaHuy J00aBISIOT
pactBop 3.5 r (18 mMmonp) HUTpo3oanwnuHa 5 B 40 Mt TI'® B Teuenune 30 muH. Peakimonnyro
cMech MepeMenBaioT 1 4 Ipu KOMHATHOW TeMIlepaType M OCTaBISIIOT Ha 12 4. [{ns pasnoxeHus
nob6asmsttor 1 M Bomel u 0.5 M 10% BoxHoro pactBopa KOH, ocamok oThuiIbTpOBBIBAIOT,
npombiBatoT TI'® (3 x 50 wmm). DunbTpar ynapuBaroT, OCTaTOK pacTBOpsOT B 50 mn
xjopodopMa, MPOMBIBAIOT HACHIIIEHHBIM PAacTBOPOM XJIOpHIA HATpHs, CymaT Oe3BOAHBIM
cyibdatom Harpus. [locne ymaneHus: pacTBOpuTesis B Bakyyme mnomydaroT 3 T (75%) TemHo-
XKeJnToro Macia. [l moiydeHus aHATMTHYeCKOro 00paslia MONTydeHHBIH THAPa3sHH MepeBOsT B
cootBercTByoIMi ruapoxiopu. Crekrp SMP H, 8, m. 1. (J, T'w): 1.07 (3H, 1, J = 6.5, CH3);
3.27 (3H, ¢, CH30); 3.37 (1H, n. n, J = 4.7, J=10.3, CHy); 3.49 (1H, n. n, J = 7.2, J = 10.3,
CH,); 3.87 (1H, m, CH); 7.17 (1H, T, J = 7.2, Ar); 7.26 (2H, n, J = 7.5, Ar); 7.40 (2H, T, J = 7.4,
An); 10.17 (3H, ym. ¢, NH3). Macc-cniextp, m/z (1, %): 180 [M*] (20), 135 [M*—CH,OMe] (100),
118 (40), 104 (27), 91 (27), 77 (55).

(1-MeTokcukapGOHUIITHI) e HUITHAPA30H ITHIOBOr0 3pHpa NMUPOBHHOIPAXHONH KH-
caotel (9). Ilpn nepememmBanuu 0.55 r (4.7 MMoib) 3THIOBOTO 3(upa MUPOBHHOTPATHOM
kuciaoTel  gobasmsror Kk 092 r (4.7 mmonb) mertuwioBoro 3dupa 2-(1l-hpeHunruapasuno)-
MIPONTMOHOBOM KHCIIOTHI, JOOABIISIOT KATAIUTHYECKOE KOJIMYECTBO 7-TOJYOJICYIb(OKHCIOTHI,
NepeMeNInBalOT NP KOMHATHOM TemrepaTrype | 4, OCTaBISIOT PeaknHOHHYI0 cMech Ha 12 4,
3ateM pasbasisiioT 30 mi GeH30i1a M nepemernBaoT ¢ 1 T Oe3BopHOTO cynbdaTa HaTpus 2 4.
OcyuuTenb OTGUIBTPOBBIBAIOT, PACTBOPUTENb OTTOHSIOT IPH ITOHMKEHHOM JaBieHuH. OcTaTok
xpomarorpadupyloT Ha CyXOoW KOJIOHKE B CHCTEME MeTPOJICHHBIH OS(pHp—ITUIALeTaT C
rpaJiieHTOM KOHIEHTpauuu 10 15 006.% mnocnennero, nony4arot 0.9 T (64%) ruapa3oHa B Bujae
BsI3KO# xenToBaToil xuakoctu. MK cmektp, v, cM = 1600 (Ar), 1705, 1750 (C=0). Cnextp SIMP
'H, 5, m. 1. (J, Tu): 1.24 (3H, 1, J = 7.1, CH;CH,); 1.28 (3H, 1, J = 7.1, CH5CH); 1.50 (3H, c,
CCHy); 3.61 (3H, ¢, CH30); 4.18 (2H, k, J = 7.1, CH3CH)); 4.58 (1H, x, J = 7.1, CH3CH); 7.00
(2H, n, J = 7.8, Ar); 7.12 (1H, 1, J = 7.2, Ar); 7.33 (2H, 1, J = 8.4, Ar). Cuexrp SIMP C,
6, M. 1.0 14.10 (CHgy); 15.70 (CHj); 16.82 (CHy). 51.72, 60.73, 65.72, 123.16 (2C, CH); 124.63,
128.99 (2C, CH); 144.25, 146.98, 164.54 (C=0); 171.83 (C=0). Macc-cnekrp, m/z (I, %):
292 [M*] (25), 233 [M"-CO,Me] (100), 159 (23), 118 (70), 104 (35), 77 (33), 42 (55).

(1-MeTtokcunponui-2)peHnIruIpa3oH 3THJIOBOr0 3(pupa NMUPOBHHOIPATHONW KHCIOTHI
(11) mosyyaroT aHaIOrHYHO THApPa3oHy 9 B BHJE BA3KOro Macnia ¢ Beixogom 73%. Crekrp SIMP
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'H (CDCly), 8, m. a. (J, T): 1.23 (3H, 1, J = 6.8, CH;CH); 1.34 (3H, T, J = 7.1, CH5CH,); 1.55
(3H, ¢, CCHy); 3.36 (3H, ¢, CH30); [3.44 (1H, m), 3.72 (1H, x. x, J = 9.8, 7.2), 3.88 (1H, m),
CH+CHj,]; 4.27 (2H, x, J = 7.1, CH3CH,); 6.98 (2H, 1, J = 7.3, Ar); 7.09 (1H, 1, J = 7.5, Ar);
7.28 (2H, 1, J = 7.5, Ar). Macc-cniektp, m/z (I, %): 278 [M"] (10), 233 [M*~CH,OMe] (100),
201 (7), 159 (12), 118 (42), 104 (12), 77 (17), 45 (53).

(1-MerokcukapooHuadTHI) peHmiaruapason  n-meruiaaueropenona (10). K pacrsopy
0.68 r (3.5 mmounb) MeTuioBoro s¢upa 2-(1-peHunruapa3nHo)IpONHOHOBONH KUCIOTHL B 10 Mt
Oenzona nobasnsatoT 0.47 r (3.5 MMonp) n-MeTHIaLeTOQECHOHA M KAaTaJIUTHYECKOE KOIUYECTBO
N-TONMYOJCYIb(QOKUCIOTH. PeakunoHHyl0 cMmech KHIATAT 8 4 ¢ Hacaakoil Jluna—Crapka.
PacTBOpHTENH YNAapHBAIOT B BaKyyMe, OCTATOK XPOMATOTpadupyIOT Ha CHIIMKAareie, JJIOHUpYs
CMEChI0 TeKCaH—3THJIALETaT ¢ IPaJAUEHTOM KOHLEHTpanuu a0 5 006.% nocienHero. ITomydaror
0.76 T (70%) ruapazoHa B BHJE JKEITOBATOr0 Macia, KPUCTAIIN3YIOIETOCs IPH CTOSTHUY, T. T
57 °C (u3 stanona). UK crmektp, v, cM *: 1600 (Ar), 1740 (C=0). Crmektp SAMP 'H, &, m. 1.
(3, Tm): 1.35 (3H, #, J = 6.8, CH3CH); 2.01 (3H, ¢, CH3); 2.34 (3H, ¢, CHz); 3.57 (3H, ¢, CH30);
4.73 (1H, k, J = 6.8, CH3CH); 6.80-6.91 (3H, ™, Ar); 7.18-7.23 (4H, m, Ar); 7.26 (2H, 1, J = 8.1,
Ar). Macc-ciextp, M/z (I, %): 310 [M*] (28), 251 [M"-CO,Me] (59), 223 (8), 167 (9), 132 (100),
118 (13), 104 (9), 91 (28), 77 (12).

Huxnauzanus ruapasonos (o6mas Meronuka). PactBopstor 1.55 MMonb ruapasona B 15 mn
Tostyona, nobasisttor 0.8 T (3.5 MMoIb-3KB.) HoHOOOMeHHOM cMonsr Amberlist-15 u npu uHTEH-
CHBHOM IMEPEeMEIINBAaHUHU BBIAEPKUBAIOT peakimonuyo cMech npu 90-100 °C B Teuenue 4-8 4,
CMOJTy OT(UIBTPOBBIBAIOT, MPOMBIBAIOT 30 MII STHIaneTata, GUIBTPAT YHApHBAIOT B BaKyyMe,
0CTaTOK (GUIBTPYIOT Yepe3 CIIOi CHITHKAress, Py HEOOX0IMMOCTH IIePEKPHUCTAIITM30BBIBAIOT.

MeruioBblii  3¢gup 2-(2-3TOKCHKAPGOHUAMHIOI-1-WI)IponHoHOBOH KucaoThl  (12).
Boixox 87%. T. mr. 53-55 °C (u3 cmecn adup—reTporneiinsii adup). UK cmextp, v, cm *: 1705,
1745 (C=0). Cmextp SIMP 'H, &, m. 1. (J, T): 1.31 (3H, 1, J = 7.2, CHsCH,); 1.65 (3H, n,
J=6.8, CH;CH); 3.60 (3H, ¢, CH30); 4.29 (2H, x, J = 7.2, CH3CH,); 6.02 (1H, x, J = 6.8,
CH3CH); 7.16 (1H, 1, J = 7.4); 7.34 (1H, 1, J = 7.5); 7.36 (1H, ¢, 3-H); 7.69 (1H, x, J = 8.7); 7.71
(1H, g, J = 8.1). Cuextp SIMP °C, 5, m. m.: 14.11, 17.22, 52.11, 52.72, 60.63, 110.84, 111.30,
120.84, 122.58, 125.25, 125.46, 126.62, 138.58, 161.27 (C=0); 170.88 (C=0). Haiineno, %:
C 65.40; H 6.11; N 5.03. Cy5H17NO,. Brruucneno, %: C 65.44; H 5.09; N 5.09.

MetuoBslii 3¢up 2-(2-(4-roaua)uugon-1-un)nponuonosoii kucaorsl (13). Boixox 71%.
T. . 92-93 °C (u3 meranona). Cnekrp IMP H, 8, M 1., Tu): 1.60 (3H, 1, J = 6.9, CH;CH);
2.38 (3H, ¢, CHy); 3.62 (3H, ¢, CH30); 5.27 (1H, x, J = 6.9, CH3CH); 6.50 (1H, ¢, 3-H); 7.08
(IH, T, J =6.8); 7.15 (1H, 7, J = 7.8); 7.27 (1H, x, J = 8.1); 7.33 (2H, o, J = 7.5); 7.39 (2H, &,
J=17.5); 7.58 (1H, x, J = 7.8). Criextp AMP °C, 8, m. 1.: 16.17, 20.87, 52.54, 52.70, 102.24,
110.87, 119.90, 120.55, 121.68, 128.30, 129.15 (2C); 129.25, 129.48 (2C); 135.76, 137.45,
141.08, 171.15 (C=0). Macc-cnextp, miz (I, %): 293 [M*] (100), 234 [M"-CO,Me] (83),
220 (22), 204 (17), 179 (7). Haiineno, %: C 77.97; H 6.57; N 4.78. C1gH;sNO,. Brruncneno, %:
C77.79; H6.53; N 4.77.

ItuioBslii 3¢up 1-(1-meToxkcunponui-2)uHaoa-2-uakapoonoBoii kucjaorsi (14). Beixon
53%. Bsskas xuakocts. MK crextp, v, e % 1710 (C=0). Cextp SIMP *H, 8, m. 1. (J, T'm): 1.33
(3H, 1, J = 7.1 CH3CH,); 1.55 (3H, n, J=7.2, CH3CH); 3.14 (3H, ¢, CH;30); 3.71 (IH, 1. &,
J=10.0, J=5.6, CH,); 3.96 (1H, n. x, J = 10.0, J=8.4, CH,); 4.30 (2H, k, J = 7.1, CH3CHy);
5.74 (1H, m, CH3CH); 7.11 (1H, 1, J = 7.1); 7.24-7.32 (2H, m); 7.68 (1H, 0, J = 8.1); 7.71 (1H, &,
J = 8.4). Cuextp SIMP C, §, m. n.: 14.15, 16.42, 51.00, 58.06, 60.51, 73.66, 110.94, 113.04,
123.30, 122.66, 124.62, 126.11, 127.98, 137.88, 161.59 (C=0). Macc-cnexrp, m/z (I, %):
261 [M™] (90), 229 (11), 216 [M*—CH,OCH,4] (60), 170 (100), 201 (7), 144 (54), 116 (25),
89 (18), 45 (70). Haiineno, %: C 68.91; H 7.38. C15H19NO3. Boruncneno, %: C 68.94; H 7.33.

1-(1-Metokcuxap6onmmTua)-2,3,4,5-rerparuapoxkapéazon (15). K pacreopy 0.78 r
(4 mmois) metuioBoro 3¢upa coeauHenus 4a B 10 mu 6ensona mobasmstor 0.39 r (4 Mmoib)
LIUKJIOT€KCAaHOHA, KATAJIUTHYECKOE KOJUYECTBO K-TOJYOJCYIb()OKUCIOTH W KHIATAT 8§ 4 ¢
Hacagkoit Jluna—Crapka. OOpazoBanue rumpazoHa 16 OBUIO MOATBEPKICHO XPOMATO-MAaccC-
crextpomerpuuecku (M/z (1, %): 274 [M*] (5), 215 [M*-CO,Me] (100), 118 (50), 104 (15), 96
(80), 77 (63), 69 (18), 55 (30)). Benson yHansiOT MPH MOHWKCHHOM JABICHUH, OCTATOK
pactBopsitor B 40 Ma Toiyosa, n00aBimsiror 2 T wWOHHOOOMeHHOW cmoner Amberlist-15 u
HHTeHCUBHO TepementuBatot 3 1 pu 90-100 °C. Cmoiy oTGHUIBTPOBBIBAIOT, MPOMBIBAIOT 60 MIT
JTHIaeTaTa, (QUIBTPAT YNapHBAlOT B BaKyyMe, OCTATOK XpOMarorpadupyloT Ha KOJIOHKE ¢
CHJIMKAresieM, B CHCTEME TeKCaH—ATHJIALIETaT ¢ IPAJAUCHTOM KOHLEHTPALMH 10 5 00.% mocnen-
uero. ITonyuator 0.63 r (61%) Baskoit xmaxoctu. Crextp SIMP *H, 8, . 1. (J, Tm): 1.59 (3H, &,
J= 7.2, CH3CH); 1.73-1.92 (4H, m); 2.54-2.74 (4H, m); 3.64 (3H, ¢, CH30); 5.40 (1H, x,
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J=7.2, CH;CH), 6.98 (1H, T, J =7.4); 7.02 (1H, 1, J = 7.1); 7.22 (1H, n, J = 8.1); 7.38 (1H, &,
J = 7.1). Macc-cniextp, m/z (1, %): 257 [M*] (35), 198 [M*-CO,Me] (100), 170 (30), 156 (5),
143 (3), 128 (4), 115 (4), 98 (3), 77 (3). Haiineno, %: C 74.73; H 7.50; N 5.35. C;gH9NO..
Beruucieno, %: C 74.68; H 7.44; N 5.44.
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