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SJIEKTPOXUMHWYECKHI CUHTE3 1,2,3,4,4,5,6-3AMEIIIEHHBIX
1,4-TUTUIPOITAPAINHOB

Iloka3aHo, 4YTO XHMHYECKOE OKHCJICHHE METHIOBOrO »ddupa 1,2,6-rpumerni-3,4,5-
TPUMETOKCHKApOOHMII- 1 ,4- TUTHAPONMPUANHA O NHPUAWHEBOH COJNH, TpeOyromee >MXEeCTKHX
9KCTICPUMEHTAIIBHEIX YCIIOBUH, MOXET OBITh 3aMEHEHO JJIEKTPOXMMHUYECKHM OKHcieHneM. IIpu
JNEKTPOXVMHUYIECKOM BOCCTAaHOBJICHMHM Hepxiopara 1,2,6-TpuMerii-3,4,5-TpuMeTOKCHKapOOHMII-
MUPUAUHYSA B MIPUCYTCTBUM AJIKWINPYIOIIUX AareHToB mosydeHs! 1,2,3,4,4,5,6-3aMelcHHBIC
1,4-urugponupuaHbL.

KiroueBble ¢JI0Ba: aNKWITAIOTCHUAB], 1,4-TUTHAPONUPUANHEI C MOTHOCTHIO 3aMEIICHHBIM
TeTEePOLHUKIIOM, 4-MOHO3aMeIIeHHbIE 1,4-TUrHAPONUPHINHBL, NEpXIOpaT MAPUINHUSI, DIIEKTPO-
XHMHUYECKOE BOCCTAHOBIICHHE.

OxucieHne IUTHIPONMUPUINHOB SBISIETCS OCHOBOM WX MHOTOCTOPOHHEH
OMOJIOTMYECKON aKTUBHOCTH. Y CTaHOBJIEHO, uTO 1,2.4,4,6-1eHTamMeTiI-3,5-1u-
HUaHo- 1 ,4-TUTUAPOTIUPHUINH OKUCIIICTCS B OHY OTHOAJIEKTPOHHYIO cTamuio [1],
MIPOYKT PEaKINK — CTAOMIILHBIN KaTHOH-paauKall mokazan crekrpom DIIP [2].
s N-He3aMeIIeHHOTo aHaloTa KaTHOH-PaJiKall MeHee CTaOWIIeH, €r0o CIEKTP
OIIP ymaeTcss perHCTpHUpOBaTh JWIIL MPU HU3KUX Temmeparypax. Ho 0oib-
ITUHCTBO (hapMaKOJIOTHUECKH AKTUBHBIX COCOMHEHWH Ha Oasze 1,4-gurumpo-
MUPUINHOB MMEET, 110 KpaifHel Mepe, Ba MPOTOHA B T€TEPOIHKIE (Y aTOMOB
C-4 m N-1 coorBercTBeHHO). MHOXECTBO padOT TIOCBSIICHO W3yYCHUIO
MEeXaHM3Ma OKHCJICHHS AWTHAPOIHPHINHOB UMEHHO STOTO THIIA, MPUYEM JUIS
MAHHOTO Ciydas OBUI TPEUIONKEH MEPeHOC KaK THAPUAOro HWoHa [3], Tak
¥ OJTHORJIEKTPOHHOE OKHCJICHHE C TOCIEAYIONUM OTIICIDICHHEM paaukana [4],
a B OOJBIIMHCTBE CIIy4aeB — JABYXDJIEKTPOHHOE OKHCJICHHE C OTIICTTICHHEM
IIBYX MPOTOHOB [5—7].

Bo3morxHOe oTmmerienne 6osee cTaOMIBHBIX PaAWKAIOB WM KaTHOHOB (110

cpaHennio ¢ H' wmm H') B mporecce OKHCIEHHS MOXKET JaTh JOTIOTHUTEIbHYIO
nH(pOpMaIHIo 0 MeXaHW3Me AeHCTBUSA 1,4-murunponupuanHoB. B nurepatype
MMOKa3aHO, YTO HEKOTOpble AaHWOHBI, TE€HEpUpyeMBbIE B TMpoOIlecce DIIEKTPO-
XIMHYECKOTO BOCCTAHOBJICHUS coliell mupuanHus (A), SBISIOTCS SJIEKTPOHO-
JIOHOpaMH, CIIOCOOHBIMHU BOCCTaHABIINBAThH ajnkuiramoreHuy (BX):
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[IponykTamMu mpenapaTuBHOTO 3IEKTPOBOCCTAHOBIIEHUS COJIEH MTUPUIUHAS B
MPUCYTCTBUH  ANKHUITAJIOTEHUIOB  SIBIIIIOTCS  AIKUJIHUPOBAHHBIE  JTUTHIPO-
nupuauabl [8, 9]. Llenp nanHOW pabOTBI — CUHTE3 HOBBIX 1,4-TUTHIPOIH-
PUIMHOB C TIOJHOCTBIO 3aMEUICHHBIM TE€TEPOIMKIOM, HUMEIOIIUM pa3HbIe
3aMECTUTENHU B MOJIOXKEHUH 4.

1,2,6-Tpumerun-3,4,5-TpuMeTokcukapOonun- 1, 4-quruaponupuana (1) cuH-
Te3UpOBaH aHanoruyHo Meroauke [10] ¢ mocneayromum ankunupoBanuem [11],
ero CTpykTypa noarsepxaeHa metogom PCA (puc. 1).

Puc. 1. IlpocTpaHcTBEHHAS MOJENIb COeANHEHNUS 1
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Xumuueckoe okuciaeHue N-3aMenieHHbIX 1,4-TuruaponupuInHOB IPOXOIUT
JIUIIb B KECTKUX IKCIEPUMEHTAIBHBIX ycioBusx [12, 13].

H R4 R4
R} R’ H,0, / McOH R’ R’
22 X
T — TJX co
R N R? HC104/A R6 N RZ
) I

B 10 xe Bpems 1,4-muruaponupuanH 1 B ampoTOHHOM cpene 3JeKTpo-
XUMHUYCCKU OKHCIIACTCSA B OOHY HeO6paTI/IMYIO CTaguro TIIpyu MOTCHOHUAIC
+1.14 B (puc. 2).

[lpy mpemapaTHBHOM OKHCIEHHH muruapormpumuaa 1 (E™ = +1.20 B)
pacxonyercs 1 ®/mons. B cmexrpe SIMP 'H (CDCls), cHaTOM mis peak-
UOHHOH CMeCH cpa3y TOCle yIapHBaHUs AaleTOHUTPHIIA, CUTHAIOB HET —
MPOAYKTHI 3JICKTPOJIM3a HE PacTBOPSIOTCA B xyopodopme. [locie oOpaboTku
CyXOro ocTarka Bojoii (s ynanenus NaClO,) B moTopHOM criektpe SIMP 'H
TMOJIY4YC€HHBIC CUTHAJIBI COOTBETCTBYIOT HCXOJHOMY OAUTUAPOIIUPUAVHY 1.

COOMe
MeOOC X COOMe
| t clo,
Me N Me
Me
2

[IponykT okucieHHs HEepXJIOpaT NMUPUIAUHUS 2 HE PAacCTBOPSETCS B XJIOPO-
dopme, ero crektp SIMP 'H cusar B JIMCO-dg u CTpyKTypa TOATBEpIKICHA
metogom PCA (puc. 3).
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Puc. 2. DIEeKTpOXUMHYEcKoe okncienne 1,4-muruapormpuanna 1 (¢ =5 x 107 M)
Ha cranmoHapHoM Pt anexrpozne. ®on 0.1 M NaClO,/MeCN
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Puc. 3. IIpocTpancTBeHHast MOJEIb COSUHEHUS 2

CymecTBeHHOE pa3iuiue B PacTBOPHUMOCTH OOOMX COCAMHEHHH B XJIOPO-
¢dopme wucmonp3yercss Uil HMX pas3leNeHHs Opu JanbHelmed o0paboTke
PEaKUIMOHHOW cMecH. BBIX01 MpoayKTa OKHCIEHUS — NepXJiopaTta MUPUINHUS 2
He mpeBbimaer 50% (tabn. 1), 4To B cpeoHEM COOTBETCTBYET BBIXOLY IPH
xumudeckoM okucieHuu [13]. Anamuz BOXX He oOpaboranHOro mocie
MOBTOPHOTO 3JIEKTPOJIN3a aHOJMTA MOATBEP)KIAAET MOJYUYECHHBIC PE3YJIbTAaThl —
3NEKTPONM3aT Comepkut 50% mepxnopara mupumuans 2. Crnexrpsl SIMP 'H
u PC, a tawxe 2D-xoppensmuonnsie crnerpsi ' H-'H-NOESY, 'H-""C-HSQC
u lH—BC—HMBC, CHSTBIE HEINOCPEICTBEHHO UIsi HEOOpaOOTaHHOTO aHOIUTA,
C HACBIIIEHUEM CUTHAJIA PAaCTBOPUTENS, OAHO3HAYHO MOKAa3ajM, YTO 3JIEKTPO-
JIM3aT COACPKUT OKHUCIICHHYIO (hopMy 2 M IPOTOHUPOBAHHBIA AUTHUIPOITMPHINH 3,
KOTOpPbIi B MPUCYTCTBHM BOIBI ACIPOTOHHPYETCS, PErCHEPUPYS HCXOIHOE
coequuenue 1.
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Puc. 4. DNEKTPOXMMHIECKOE BOCCTAHOBIICHHE IIepXI0paTa mupuanans 2 (¢ =5 x 107 M)
Ha ctaiuonapHoMm Pt anexkrpozne. ®oun 0.1 M TBABF,/DMF
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Puc. 5. DNEKTPOXMMHIECKOE BOCCTAHOBIICHHE IIepXI0paTa mupuanans 2 (¢ =5 x 107 M)
B npucytctBun Mel Ha craunonapaom Pt anexrpone. ®on 0.1 M TBABF,/DMF
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Tabnuma 1

BbIxoabl NIPOAYKTOB NpenapaTUBHOro okucjaeHus 1,4-nuruaponupuanxa 1

1,4-TTurspo- Beixon, r (Mmous) [%]

napuH 1, ¢ Ilepxnopar nupuausus 2 1,4-luruaponupuaus 1
2.01 0.97 (2.45) [36.2] 0.33 (1.10) [16.3]
2.24 1.40 (3.55) [47.1] 0.46 (1.55) [20.6]
2.04 1.32(3.35) [49.5] 0.40 (1.35) [19.7]

B cyxom N,N-IM®A nepxnopar 1,2,6-Tpumerui-3,4,5-TpuMeToKCHKap-
OOHMINUPHUINHNS 2 BOCCTAHABIWBACTCS B JIBE CTaJUH, MEPEHOC IEPBOTO
anekTpoHa ocymectrisiercs npu —0.67 B, Broporo npu —1.32 B (puc. 4). O6e
CTaJIMH SIBJISIFOTCS] KBA3UOOPATHMBIMU — COOTHOILICHHE UX KAaTOJHBIX U aHOJHBIX
TOKOB OJMM3KO K 1, a pa3sHOCTh MOTEHIMAJIOB KAaTOJHOTO M aHOJHOTO IMHKOB
paBHa 69 MB misa mepBoit cragum, U 82 MB — mis Bropoii*. Ilpm BoccTaHOB-
JIEHUW TIepXJiopaTta MUPUAUHUS 2 B TPUCYTCTBUHU ajkuiraimoreHunoB (Mel,
EtBr, Me,CHBr) Bropas craaus BOCCTAaHOBJICHHS CTAaHOBHTCS HEOOpaTHMOI
(puc. 5). BoiOpaHHBIN MOTEHIIHAI TPEapaTHBHOTO 3jekTponmsa E° = —1.50 B
SIBIIIETCSI JOCTATOYHBIM JJII TEHEPUPOBAHHUS COOTBETCTBYIOIIETO aHHOHA
B pe3yJbTaTe IepeHoca IBYX DIIEKTPOHOB Ha MOJIEKYJIy Iepxiiopara IHpH-
IUHAS 2, HO He 00ecredrnBaeT MPSIMOTO BOCCTAHOBIICHUS JIKHITAJIOTCHUIOB Ha
karone (tabn. 2). I'eHepupoBaHHBIN aHWOH SBISAETCS JOCTATOYHO CHIIBHBIM
AJNIEKTPOHOJOHOPOM, CIIOCOOHBIM BOCCTaHABIIMBATH ANKWITAIOTEHU, TOTEH-
IMal BOCCTaHOBJIEHUs KoToporo caBuHyT Ha 0.40 B B kaTomHyr 0O0NacTh.
[lomydeHHBIi  aHWOH-pafMKal  AJIKWITAIOTEHHIa HECTaOWIIEH, I03TOMY
MPOUCXOAUT OBICTPOE M HEOOpaTUMOE pacUICTJICHHUE CBS3M TallOTCH—aJIKHI
B COOTBETCTBHU cO cxeMol. Ilpu mpoBeneHuM mnpenapaTUBHOIO BOCCTaHOB-
nenust (E° =—1.50 B) mepxsiopara nupuaunust 2 B npucyrcreun Mel win i-PrBr
BBIJICNICHBI JTUTHAPOITUPUANHEL 4 W 5 ¢ TIONHOCTBIO 3aMENICHHBIM TeTepo-
LUKJIOM, CTPYKTYpa KOTOPHIX J0oKazaHa metoaoM PCA (puc. 6 u 7).

Me COOMe i-Pr COOMe
MeOOC COOMe MeOOC COOMe
Me ITI Me Me ITI Me
Me Me
4 5

* JIiist 0OpaTUMOro OHOIIEKTPOHHOTO TEePEHOCa 3JIEKTPOHA OTHOIIICHHUE AaHOTHOTO TOKa
nuka (/,) kK karogaomy (/) paBHo 1, a pazHocTh uX noreHuuanos £,—FE, = 0.58 B.

231



Puc. 7. TIpocTpaHCTBEHHAs MOJIENIb COEIUHEHUS S5
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Tabnuma 2

IToTeHuMa b1 JICKTPOXUMHUYECKOI0 BOCCTAHOBJICHUSA MEPXJIOpaTa MUHPUIAUHUA 2

" AJTKWITaJ0r¢cHuaA0B

Tepxniopar Mel EtBr i-PtBr
NUPUAUHUS 2
E® B -0.67 -1.70 -1.70 -2.00
E', B -1.32

OTkIIOHEHHE OT OOPaTHUMOCTH MPHU BOCTAHOBIICHUH TIEPXJIOpaTa MUPUANHUS
2 CBUJIETENBCTBYET O BCTYIUIEHUH T€HEPUPOBAHHOTO pajuKajia Uik aHuoHa 1,4-
JUTHAPONUPUANHA B TOOOYHBIE XMMHYECKHE PEaKIHH, CHIKAIOUINE BBIXOI
npoaykra. Tak, B pe3ynbTaTe NPOTOHMPOBAHUSA aHMOHA KPOME alKHJINPOBAaH-
HBIX JUTHJIPONUPUINHOB BblJENEH Takke 1,4-murnaponupuand 1. Ipoaykrom
MOOOYHBIX pEaKUUi SBISIETCS U COCAMHEHHE 6, ero CTPYKTypa TaKkKe JoKazaHa
metoaoMm PCA (puc. 8). Mexanusm o0pa3oBaHusi COSIUHEHUS 6 M3ydaeTcsl.

H_ COOMe

MeOOC COOMe

Me N Me

’ COOMe
COOMe

Puc. 8. IlpocTpaHcTBeHHAs: MOZAETH COSAUHEHNUS 6
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Kpucramiorpadpuueckne nanusie AJisi coeqnHenuii 1, 2, 4-6

Tabnuma 3

CoeuHeHue
XapakTepucTHKa
1 2 4 5 6
EpyTTo-(bopMyna C14H19NO6 C14H18C1N010 C15H21NO6 C17H25NO(, C28H35N2012
M, 297.307 359.743 311.334 297.307 592.598
®dopma KpucTamia IIpusma IIpusma Hronxa IIpusma IInactunka
Pa3zmep MoHOKpHCTaLIa, MM 0.23 x 0.29 x 0.42 0.07 x0.11 x 0.17 0.05 x 0.08 x 0.37 0.17 x 0.25 x 0.39 0.11 x0.31 x0.31
Kpucrannuyeckast CAHTOHUS MouoxknuHHas TpuknuHHas TpuknuHHas MouoxnuHHas TpuxnuHHas
TIpoctpancTBeHHas rpymnmna P2/a P1 P1 P2i/n P1
ITapameTpsl 31eMEeHTapHON sTUeHKH:
a, A 7.9740(3) 7.7394(2) 7.4726(3) 8.9651(2) 10.5564(3)
b, A 12.5503(5) 11.3805(3) 10.1220(5) 12.1917(4) 11.1744(3)
c, A 15.1094(8) 11.7222(3) 11.4190(7) 16.7551(6) 13.9035(5)
o, rpaf. 90 116.536(1) 74.202(2) 90 84.0755(9)
B, rpax. 102.906(2) 95.219(1) 84.726(2) 99.809(1) 71.443(1)
Y, Tpa. 90 101.587(1) 74.371(3) 90 68.449(1)
v, A 1473.9(1) 885.34(4) 800.19(7) 1804.6(1) 1445.89(8)
4 4 2 2 4 2
InotrocTs, d, r/cM’® 1.340 1.485 1.292 1.249 1.361
, MM 0.10 0.27 0.10 0.09 0.11
Yucno
HE3aBHCHMBIX pe(IeKCoB 3643 3972 4226 4085 6554
HaOMo1aeMbIX peiekcoB 2059 (I>3a5(1)) 3161 (I>20(1)) 1700 (I > 35(1)) 2541 (I>20(1)) 4281 (I>20(1))
YTOYHSAEMBIX [TapaMeTPOB 190 231 199 217 379
R-taxrop 0.074 0.094 0.057 0.059 0.064
Hcnonp3yemble mporpaMmmal SIR [15], maXus [16] SIR [15], SHELXL [17] SIR [15], maXus [16] SIR [15], SHELXL [17] DETMAX [18],
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[Ipu BoccTaHOBIEHNH MUPUANHUEBOH conu 2 B npucyTcTBuu EtBr Boinenen
JUTHIPONUPUINH 7, B KOTOPOM, KPOME IPUCOCAUHEHUS 3THJIOBOM I'PYHIIBI K
MOJIOKEHUI0 4 LWKJa, 3aMelIeH TakKe OJMH aTOM BOJOPOAa B METHIJIbHOM
TpyTIIe B MOJOKEHUH 2 Ha STUIBHYIO TPYIILY.

Et COOMe
MeOOC COOMe

CrnenoBaTenbHO, B Pe3yJbTaTe IEKTPOXUMHUECKOTO BOCCTAHOBICHHS COJH
1,2,6-TpumMeTrn-3,4,5-TpIMETOKCUKApOOHWIIMUPUINHNS 2 B NPHCYTCTBHH
QTKANKM-  PYIOIIUX  areHToB  moiydeHsl  1,2,3.4,4,56-3amemiennsie  1,4-
JIUTHIPOTIMPUANHBI, KOTOPbIE KIACCHYECKUM OPTraHMYeCKHM CHHTE30M 10 CHX
MOp TIOJYYUTh HE YAIOCH.

9KCIIEPUMEHTAJIBHASI YACTb

Huknuyeckue BOJbTAMIIEPOTPaMMBI CHATHI Ha 3JekTpoxumuueckoil cucreme PARSTAT-
2273. IloTeHunanbl OKUCICHUS U BOCCTAHOBJICHUS ONpEeieHbl Ha CTaluoHapHOM Pt anekrpone
(d = 2 Mm). Bce noTeHnmans v3MepeHbl OTHOCUTEIBHO HACHIIIEHHOTO KalOMEIIBHOTO dJIeKTPOo/a,
cHa0>XEHHOT'0 COJIEBBIM MOCTUKOM. BcroMoraTenbHbIM JIEKTPOIOM clykuiaa Pt mpoBonoka.

[IpenapaTuBHBIE ANMEKTPONM3bI (OKUCIECHWE AWUTHUApOnMpHauHA 1 W BOCCTaHOBIICHHE
MUPUIVHUEBOH COMM 2) MPOBOIAT, HCIIONB3YS JJIEKTPOXUMHUecKylo cucremy PAR-170.
Oxucnenne purunponupuanHa 1 mposoxasat B H-oOpasHoil sueiike npu nortenuumane +1.20 B
B QlIETOHUTPHJIE, MOATOTOBICHHOM MO MeTomuke [14]. B kauectBe (HOHOBOTrO 3IEKTPOIHMTA
ucnonb3ytor G6e3Boanbiii NaClO,4, BoicymieHHbIH B Bakyyme npu 40 °C. Slueiiky HamoiaHsSOT
100 mn 0.1 M pactBopoM (OHOBOTO SIEKTPOIUTA, B AHOMHOE MPOCTPaHCTBO BHOcAT 2.00 T
(6.7 MmoIb) coemHeHnst 1, aHOIOM M KaTOJIOM CIIy»KaT IUIaTHHOBEIE ceTkH (3.5 x 2.5 cm), apron
IPOYBAIOT 4epe3 aHOAHOE IIPOCTPAHCTBO B TEUEHHE BCErO BpeMeHH dnekrpoimsa. Ilocie
OKOHYaHWs 3JIEKTPOJIN3a DPEaKIMOHHYI0 cMech ynapusatoT. s ynamenuss NaClO4 ocratok
MIPOMBIBAIOT 5 MJI BOIBI, GWIBTPYIOT 1 cymar. Cyxoi ocTaTok o0pabaThIBarOT XJIOPOGOpMOM
u ¢ueTpytor. Ilomydaror He pacTBOpSIOIIMICS B XJIOpoGOpMe IIEpXJIopaT NUPHIHHUS 2.
OunpTpar cogepkuT guruaporupuauH 1 (tadm. 1).

DNEeKTPOXUMHUYECKOE BOCCTAHOBJIICHUE IepxjopaTa mupuauHus 2 ocymectsisaoorT B 0.1 M
pactBope Tetpadropbopara TerpadyTrinammonus (TBABF,) 8 IM®A npu norennmane —1.50 B
B Toke Ar. B xaromuoe otmenenme BHocsT 1.00 r (6.5 MMmonp) mepxiopara MHPHAWHHS 2,
npubasisror 10 it ankunranoreanaa (Mel, EtBr, i-PrBr). Kartogom cinyxuna nepemenmBaemast
JIOHHAsI PTYTh, AQHOJOM — TpaUTOBEIH CTepkeHb. Ilocie OKOHYAHWS SIIEKTPOJIN3a KATOIUT
00pabaTeIBalOT BOMOH M 3KCTPArupyloT AWSTIIIOBBIM >dupoM. IlomydeHHYI0 peaknnOHHYIO
CMeCh IOBEPTralOT KOJIOHOYHOM XpoMaTorpadH, SMOSHT IeTPONICHHBIH ¢up—areroH, 2:1.

Crnextper SIMP 'H 3anucans! Ha ciektpoMerpe Varian Mercury-200 (200 MI'1), BHy TpeHHuit
craagapt IMJIC, u o6paboTansl ¢ momouipto nporpaMmmel NUTS. Jlns coequnerns 3 cnekTps
'H u C, a rtawxe mymeprpie cmextpsl 'H-'H-NOESY, 'H-"*C-HSQC u 'H-"*C-HMBC
pEeTUCTpH- POBAIKCH Ha criekTpoMeTpe Varian-Inova (600 MI'1), ocCHaIIEHHOM KPUOJATYHKOM,
B PacTBOpE aleTOHMTpHIA Ipu Temmeparype 25 °C ¢ TNpHUBIEYECHHEM TEXHUKH HMITYJIBHBIX
rpamuentos. Jlns 2D-NOESY npoonKHTeNbHOCTh BPEMEHH CMENIMBaHys cocTaBmsiia lc. 'H—
BC-HMBC CIEKTPbl PETUCTPUPOBAIUCH C BPEMEHEM 3BOJIIOLIMK B3aUMOIECHCTBUS /1J1s1 TEHEpaLuu
NanpHUX Koppemsinuid 62.5 mc. [lpu perucrpanuu BcexX IBYMEPHBIX CIEKTPOB HCIONB30Baach
MaTpuIa
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JaHHEIX pasmepoM 4098x1024, 4To 0BECIEUHMBANIO Tomax = 250 Mc 11 'H mpu perucrpaunuu mo
och F2 ¥ Tjpax = 100 Mc mst 'H wm Timax = 50 MC s e npu peructpanuu mo ocu F2. Jlis
YIIydIIeHUs] OTHOIICHHS CHTHAJ-IIyM Marpuia maHHEIX nepen Dyppe mnpeodpazoBaHHeM
JIONIOJTHSIACh HYJSIMU JIBXKABI M yYMHOXKANach Ha KOCHHYC-(QYHKIMIO. XUMIYECKHE CIBHTH
aTOMOB BOJOpOZia M yTJIEpoZa HMPHBEIEHB! OTHOCHTEIHHO OCTATOYHBIX CHTHAJIOB PACTBOPHUTEIS
(2.01 m 116.53 M. 1. COOTBETCTBEHHO).

Hna PCA mudpakumoHHas KapTHHa MOHOKPHCTAIUIOB coenuHeHui 1, 2, 4-6 cHiATa mpu
KOMHATHOI1 TemmepaType Ha aBTomaruueckoM nudpakromerpe Nonius KappaCCD mo 20, =
=55° (Ao = 0.71073 A). OcHoBHbIe KpucTamiorpaduyecKkie XapaKTepUCTUKH coeaunentii 1, 2,
4—6 a TaxKe MapaMeTphl YTOYHEHUS] KPUCTAIMIECKUX CTPYKTYpP NPUBEIEHH! B Ta0M. 3.

DOJeMeHTHBII aHaIW3 BBINONHEH Ha aBTOMaTndeckoM aHaimm3atope EA 1106. Temmepartypsl
IUIAaBJICHUSI OINpeReNieHbl Ha mpubope Boetius. Amamm3 meromom BDXX co cmexrpodoTto-
METPHYECKHM AETEKTHPOBAaHMEM IpoBeneH Ha xpomaTorpade 655A-11 Liquid Chromatograph,
konoHka — Alltima C18 (4.6 x 250 mm), mogsmxHas daza: MeCN — 0.1% pactsop H;PO, B Boze.
JIuneiinsni rpaguent (20 muH) oT 5 M0 95% MeCN. Pacxon moasmxHO# ¢assr 0.8 Mi/MuH,
qurHa BoHB! 300 HM. [l mpenapaTHBHON KOJOHOYHOM Xpomarorpadun (komoHHa 3.5 X 29 cM)
HCTIONB30BaH cuiikarenb Mapku Acros (0.060—-0.200 mMm), 3r0eHT X10pohopM—TeKCaH—aIeToH,
9:7:1. KoHTponb 3a XOZOM pEakIMH U YHCTOTOH IIOJNyYEHHBIX COCAWHEHHH OCYIIECTBIICH
merogoMm TCX nHa mmacturkax Silica gel 60 Fysy, Merck B cucteme xmopoopM—TeKkcaH—areToH,
9:7:1.

1,2,6-Tpumernii-3,4,5-rpumerokcuxapoonui-1,4-quruaponupuaun (1) CUHTE3UPYIOT 1O
metoauke [10]. Beixon 55%, sxenthle kpuctaiisl, T. . 132—-133 °C. Cnextp AMP 'H (CDCl,),
5, M. 11.: 2.46 (6H, ¢, CH;); 3.16 (3H, ¢, NCH3;); 3.58 (3H, ¢, COOCHj;); 3.73 (6H, ¢, COOCHa);
4.94 (1H, ¢, CH). Haiineno, %: C 56.86; H 6.49; N 4.60. C;4H;oNOg. Beruucneno, %: C 56.56;
H 6.44; N 4.71.

Mepxaopar 1,2,6-TpumeTni-3,4,5-TpuMeTokcukapoonuanupuaunus (2). Bexoxg 49%,
GerToe KPUCTAIMYEeCKoe BerecTso, T. mi. 219-220 °C. Crekrp SIMP 'H (JIMCO-dg), 8, M. x.:
2.84 (6H, ¢, CH3); 3.93 (9H, ¢, COOCH3;); 4.13 (3H, ¢, N'CH3). Haiineno, %: C 42.32; H 4.44;
N 3.60. C4H9NOg. Beraucneno, %: C 42.49; H 4.58; N 3.54.

[epxaopar 1,2,6-TpumeTnii-3,4,5-rpumeTokcuKkapooHmiI-3,4-muruaponupuaunus  (3).
Cnextp SIMP 'H (CH;CN), 8, M. 11.: 2.43 (3H, ¢, CH3); 2.88 (3H, ¢, CH;); 3.70 (3H, ¢, COOCH,);
3.71 (3H, ¢, COOCHj;); 3.74 (3H, ¢, N'CH;); 3.88 (3H, ¢, COOCH;); 4.59 (1H, ¢, J = 0, CH);
4.77 (1H, ¢, J = 0, CH). Crexrp SIMP *C (CH;CN), 8, m. 11.: 17.0 (6-CHz); 27.0 (2-CHs); 39.1 (4-C);
41.6 (1-CHs;); 50.0 (3-C); 53.9 (5-COOCH3;); 54.0 (4-COOCH3;); 55.0 (3-COOCH3;); 122.3 (5-C);
145.3 (6-C); 165.2 (3.5-COOCH3); 168.9 (4-COOCHj;); 188.8 (2-C).

1,2,4,6-Terpamerni-3,4,5-tpumerokcuxapoonuni-1,4-quruaponupuaus (4). Berxox 30%,
JKEJITOe KPUCTAIUINYECKOE BEIIEeCTBO, T. 1. 122—126 °C. Cnektp SIMP 'H (CDCly), 8, m. 1.: 1.34
(3H, ¢, CH;); 2.25 (6H, ¢, CH3); 3.16 (3H, ¢, NCHj3); 3.64 (9H, ¢, COOCH3;).

4-N3onponni-1,2,6-tpumerni-3,4,5-rpumeTokcnkapoonni-1,4-qmuruapomupuana - (5).
Brixo 32%, KeNToe KpHCTaLIHEecKoe BeIecTBo, T. . 122123 °C. Crektp SIMP 'H (CDCl3),
6, M. 1. (J, I'm): 0.87 (6H, n, J = 7.0, CH(CH;),); 2.26 (6H, ¢, CH3); 2.38 (1H, cenrer, J = 7.0,
CH(CH5;),); 3.09 (3H, ¢, NCHj;); 3.64 (9H, ¢, COOCH3).

1,2,6-Tpumernn-4-(2,6-numerni-3,4,5-rpumMeToKCMKAPOOHUI-1,4-1UrHAPONUPUIUH-1-1I-
meTui)-3,4,5-TpumMeTokcnkapooHui-1,4-muruaponupuaun (6). Beixox 20%, xenroe KpucTai-
nmaeckoe BemectBo. Criektp SIMP 'H (CDCly), 6, m. 1.: 2.56 (6H, c, CH3); 2.59 (6H, ¢, CH;);
3.59 (6H, ¢, COOCHj;); 3.61 (3H, ¢, NCHs;); 3.68 (2H, ¢, NCH,); 3.78 (6H, ¢, COOCHj;); 3.81
(6H, ¢, COOCHj;); 4.90 (1H, ¢, CH).

1,6-Aumerni-3,4,5-TpuMeTOKCHUKAPOOHII-2-IPOoNI-4-3THII-1,4-nuruapomupuaun (7).
Beixon 20%, xentoe BemiectBo, T. wi. 123—-125 °C. Cnektp SIMP 'H (CDCly), 8, M. 1. (J, Tw):
0.79 (3H, T, J = 7.0, CH,CHjs); 0.98 (3H, T, J = 7.0, CH,CH,CHj;); 1.55 (2H, cenrer, J = 7.0,
CH,CH,CHj); 1.81 (2H, cenrer, J = 7.0, CH,CH;); 2.23 (3H, ¢, CH;); 2.45 (1H, M, J= 7.0,
CH,CH,CH,); 2.68 (1H, M, J = 7.0, CH,CH,CHs); 3.09 (3H, ¢, NCH3;); 3.62 (3H, ¢, COOCHj;);
3.63 (3H, ¢, COOCHj;); 3.65 (3H, ¢, COOCHj;).

Paboma evinonnena npu noodepoicke Jlamguiickoco coeema no Hayke
(epanm 05.1787).
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