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OKHUCJIUTEJBbHBIE PEAKIIUU ASUHOB

12*, JETUAPUPOBAHUE U OKUCJIEHUE 2-METHWJI-9-OEHWNJI-
2,3-TUTUAPO-1H-2-A3ADJTYOPEHA

Wzyueno  okucienme  2-mertmn-9-denmn-2,3-murunpo-1H-2-azadmyopena  Bo3myxom,
JUOKCUIOM MapraHia U IepMaHraHaroMm Kanus. Iloka3aHo, 4TO B 3aBUCHUMOCTU OT IIPUPOJBI
OKHCIIUTENSL 9TO IUTHAPOIPOHM3BOAHOE a3adryopeHa MOXKHO AETHAPHPOBATH IO aHTHAPO-
OCHOBAaHUS HHJCHO[2,l-c]nupuAMHOBOrO psifa, TUAPOKCUIUPOBATH, OKCOTCHUPOBAaTh WU
pacIierIsTs 10 2-popMaMUIOMETHI3aMEIeHHOTO HHaH-1-0Ha.

KioueBbie ciaoBa: 2-a3zadiyopeH, aHTHApPOOCHOBaHHWe, 2,3-murunpo-1H-2-azadmyopen,
JIMOKCH MapraHIla, UHACHO[ 2, 1 -c [MUpUANHEL, IEepMaHTaHAT KAJIUs, TETHAPUPOBAHIE, OKHCIICHUE.

[Ipomomxas Hamm pabOTHI IO UCCICAOBAHUIO peakuuil azaduryopeHoB [2] u
OKHCIUTENBHBIX MPEBPAIEHUI TeTepOUKINYECKUX COeANHEHUH, CoAepKaIIX
UTMIaMUHHBIA (parMeHT [1, 3], MBI 00paTHINCh K M3Y4YEHHUIO HaMpaBJICHHUH
OKUCTIeHHA 2-MeTuI-9-¢penun-2,3-muruapo- 1 H-2-azadmayopena (1) [4]. DTo nmpous-
BOJIHOE a3adyopeHa SBIAETCS HEMOCPEACTBEHHBIM IPEAIIECTBEHHUKOM aHTH-
THCTAMUHHOTO M aHTHXOJHHAIPTHYECKOro npenapara TeoprHa U UMeeT Auapuil-
AMHHOAJKHIIMETAHOBBIA CTPYKTYpHBIH (parMeHT, Ha3bIBaeMBIH "Marndeckoi’”
¢dapmaxodopHoii Tpynmoit [5].

B cBs3u ¢ aTuMm xummdeckas MoauduKanus MoJekynbl 1 mpenctaBisercs
Ba)XHOW 3ajaueil MO YCHICHHIO TMOTEHLIWANa OWOJOTHYECKOH aKTHBHOCTH
CHHTE3MPYEMBIX Ha €€ OCHOBE NMPOU3BOJHBIX.

B HacrosmieM coOOIIEHMHM ONMCAHBI PEAKUUH OKHCICHUS W ACTHIpPH-
pOBaHHA MCXOJHOTO coeAMHeHuss 1 npu JeHCTBUM BO3AyXa, IUOKCHIA
Maprasia 1 nepMaHraHat-annona. [Tockoiabpky cBoOogHOoe ocHoBaHue 1b mao-
YCTOWYHMBO, €ro OOBIYHO MOJYYaloT M XpaHAT B BUAE TruapoOpoMuzaa la,
MOJIIENIaYMBaHue KOTOPOTO TMPOBOJAAT HEMOCPEICTBEHHO MEPE] OIBITOM.
OpHako MBI 3aMEeTHJIH, YTO MPU JUIUTEIHHOM MEPEMEIINBAHNHN CYCIIEH3UH COJIU
la B cMecH BOAHOW IIENOYM W OEH30Jla U C JOCTYNOM BO3AyXa MPOHCXOAMT
MOCTENEHHOE OKPALIMBaHUE OPTaHMUECKOTO CJIOSI B TEMHO-CUHMH LIBET, a 3aTEM
00pa3zoBaHUE YEPHOTO OCaaKa. AHAIN3 BBIIEIICHHBIX YEPHO-CUHUX KPHUCTAILIOB,
MoKa3aj, 4TO B 3TOM cilydae Kpome ocHoBaHHs 1lb B kadecTBe MOOOYHOTO
MpoAyKTa 0o0pasyercss ¢ BbIxogoM 8% BbICOKOIUIaBkoe (Tabn. 1) aHrumpo-
OCHOBaHue 2, uMeroliee OcH30aHHEINPOBAHHYIO TICEB/I0a3YJIEHOBYIO

CTPYKTYY.

* Coobmienue 11 cm. [1].
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B ero cmektpe SIMP 'H (tabn. 2) OTCYTCTBYIOT CHIHAbl METHJICHOBBIX
npotoHoB npu C-1 u C-3 (B crekTpe TUApONpPOU3BOJHOTO OHU PE3OHHUPYIOT,
COOTBETCTBCHHO, B Bujie AyOnera mpu 3.68 u cuarinera mpu 3.41 M. m.).
B cnabpix momnsx HabGmromaroTcst aBa nyonetHsix curHaiga ¢ KCCB 4.9 I'm (mpu
7.15 u 8.55 M. n.) u oguH cuHraet (npu 7.39 M. A.), UMEIOIINE UHTETPATbHYIO
WHTEHCHUBHOCTH B 1H KakmbIil, KoTOphie OoTHOCATCS K mpoTonam H-3,4 u H-1,
COOTBETCTBEHHO, YTO CBHJIETEIBCTBYET O MPEBPAIICHUU TeTEPOIMKINIECKOTO
¢parmenra B 1,4-TUTHAPONHMPUAMHOBBIA XUHOMAHOrO Tuma (popma 2A).
B macc-criektpe coenunaenust 2 (Tadi. 3) MakCHMaidbHBIM 10 WHTEHCHBHOCTH
SBIISICTCSl TIMK MOJIEKYJISIPHOTO MOHA ¢ m/z 257. Iluk uona ¢ m/z 242 cooTBeT-
ctByeT pparmenty [M—Me]". IIceBoasyneHoBas CTPyKTypa 3TOTO COETHHEHHS

Tabnuma 1
XapaKkTepuCTHKH CHHTE3NPOBAHHBIX COeTMHEeHMI

Haiineno, %
Coenu- BpyTtrto- Brraucieno, % T . °C Brixop,
HEHUe dopmya T %
C H N

2 CioH|sN 88.34 5.92 5.74 212-215 8
88.72 5.84 5.45 (c pasn.)

3 CigHisN 88.68 5.42 5.90 122-124 12
88.89 5.35 5.76

4 C1oHsNO, 78.67 5.25 4.98 132-135 41
78.89 5.19 4.84 (c pazm.)

5 C1oHsNO, 78.64 5.24 4.97 143-145 20
78.89 5.19 4.84 (c pazn.)

6 CioH;sNO, 78.65 5.24 4.97 156-159 3
78.89 5.19 4.84 (c pasn.)

7 CioH9NO, 77.68 6.52 4.83 5
77.82 6.48 4.78

8 CioH3NO, 79.32 4.61 491 158-160 8.5
79.44 4.53 4.88

9 C3HsNO, 77.71 5.50 5.12 52-54 6
77.98 5.42 5.05
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Tabnuma 2
Crextpst SIMP 'H cunTe3npoBaHHbIX coexnHennii 1-9

Coenn- Xumuueckue casury, o, M. 1. (KCCB, J, T'm)*
Hemme H-1 N—CH; 3H, ¢) H-3 H-4 H apom. OH
1b 3.68 (2H, ¢) 2.49 341 6.87 722 (1H, r, J=17.3,H-7); 7.28 (1H, T, J=17.2, H- -
(2H, 1, J=4.0) (1H, 1, J=4.0) 6); 7.40-7.53 (6H, m); 7.63 (1H, n, J= 7.2, H-5)
2 7.39 (1H, ¢) 221 7.15 8.55 7.40-7.64 (9H, m) -
(1H, 1, J = 4.9) (1H, 1, J =4.9)
3 8.77 (1H, ¢) - 8.91 8.61 7.14-7.61 (8H, m); -
(1H, o, J=5.8) (1H, o, J=5.8) 836 (1H, n. 1, J=64 uJ=1.5)
4 3.32 (1H, yu ¢) 3.34 - 6.72 (1H, ¢) 7.27-7.46 (8H, m); 7.69 (1H, m) 3.44
(1H, ym. ¢, 1-OH)
5 7.62 (1H, ¢) 3.37 - 6.86 (1H, ¢) 7.19-7.33 (6H, m); 7.41 2H, n, J=17.1); 6.40
7.90 (1H, n, J=17.3, H-5) (1H, m. ¢, 9-OH)
6 - 3.07 3.04 (1H, yu. ¢) | 6.53 (1H, ym. c) 7.28-7.50 (8H, m); 7.57 (1H, 1, J = 7.2, H-5) 3.50
(1H, m. ¢, 3-OH)
7 3.37 (2H, ¢) 2.50 2.75 (2H, m) 2.80 (1H, m) 7.05-7.68 (9H, m) 2201 2.70
(1H xaxxzpIi, 1. ¢)
8 - 3.30 - 6.77 (1H, ¢) 7.40-7.72 (9H, m) -
9** - 2.65(2H, c) u - - 7.08-7.60 (9H, m) -
2.82 (1H, ¢)

* Criextpsl coenuHenui 3, 5 nomyuensl B IMCO-dg. B criextpe coenunenns 3 nporon H-1 nposiBisieTcst B Buzie cunriera npu 5.68 m. 1. (1H).
** 5, M. 1.: 4.14 (1.33H, ¢, NCH,); 4.35 (0.67H, ¢, NCH,); 7.89 (0.33H, ¢, HCO) u 8.03 (0.66H, ¢, HCO).
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MOJTBEPIKIACTCSI HAIMYUEM B MACC-CIIEKTPE IUKOB ABYX3apSAHBIX HOHOB
(cm/2z 127.5 u 121), 9r0 XapakTepHO I aHTHIPOOCHOBAHHIA IUKJIOICHTA-
Y MHJICHONIUPUINHOBOTO psifoB [6]. PaHee oOpa3oBaHuEe aHTHIPOOCHOBAHHS 2
ObUTO 3a(hUKCHPOBAHO JIMIIL KAYSCTBEHHO B paboTe [7] CheMKOM 3JIEKTPOHHOTO
CIEKTpa TOTJIONICHUS] TeKCAHOBOTO HKCTPaKTa, MOIyUYEHHOTO Mocie 00paboTku
conu guruapoasadiyopena la cepoii mpu 200 °C 1 MOCTIEAYIOIIETO MOIIENa-
YMBAaHUS PEAKIMOHHOW cMecH. J[g JOMONHUTENBHOTO TOATBEPKACHHS
CTPYKTYPHI TICEBI0a3yJICHA 2 HAMU ObUIA OCYIIECTBIICHA TEPMOKATATUTHICCKAS
apomatu3anusi coeaunenusi 1b B mapooii ¢ase (540 °C) ¢ wucmosbp30BaHHEM
poMbInIuIeHHOro Karanu3aTopa K-16 (cmech okcunoB metasuioB) [8]. IIpu atom
c BeIxomoM 12% Obun BeIgeneH 9-¢enun-2-azaduyopen (3), moaMeTHIAT
KOTOpOTO 3areM ObII TpeBpalleH JeHCTBUEM MIETOYM B TICEBIOAa3ysieH 2.
CriexTpallbHble JTAaHHBIE U TeMIleparypa IuiaBiieHus (Mpoba CMeleHus He aaja
TEMIIepaTypHOH JeNpEecCur) aHTUAPOOCHOBAHUS, IOJIYYCHHOTO BCTPEUYHBIM
CHUHTE30M, OKa3aJIMCh UACHTHYHBIME A1l 000ux 00pa3noB. Cieayer OTMETUTD,
YTO aHTHUAPOOCHOBAHWE 2 BIOJHE YCTOHYMBO TIPU XpaHEHUH B BHJC
KpHCTAIUIOB 0e3 AocTyna Bo3ayxa u cBera. OJHAKO B pacTBOpE MO JeHCTBUEM
KHCJIOT OHO ObICTpO oOeciBedrBaeTcsl Ojarojmapsi mepexojy LBHUTTEP-HOHHOM
10mt-3nexTponHHOM popmbl 2B B MupHHAMHUEBYIO 8T-3JIEKTPOHHYIO [6].

Takum 00pa3oM, BIEPBBIE yCTAHOBJIECHO, YTO NPH JTUTEIHHOM KOHTAKTE
miesoyHoro  pacteopa  2,3-gurunpo-1H-2-azagmyopena 1b ¢ Bo3myxom
MPOUCXOJAUT €ro TMOCTENEHHOE OKUCIUTEIbHOE ICTHIpHUpOBaHHE C 00paso-
BaHHEM Ooliee CTAOMIILHOTO B OTHX YCJOBHSIX aHTHIPOOCHOBAHHS 2 WHIIEHO-
MUPUANHOBOTO PsJIa, UMEIOILETO MICeBI0A3YICHOBBINH ()parMeHT.

Tabnuma 3

Macc-cnekTpsl coegunenuii 2—6, 8, 9

Coeni- m/z gy %6)*
HCHHC
2 257 [M]" (100), 242 [M—Me] (48), 241 (29), 240 (22), 213 (15), 129 (31), 128.5
IMT>" (50), 121 (10), 116 (9)
3 243 [M]" (100), 242 [M—H]" (18), 241 (12), 240 (6), 215 (10), 213 (8), 189 (3),
166 [M—Ph]" (6), 139 (4)
4 289 [M]" (69), 273 (50), 272 [M=OH]" (96), 260 (17), 244 (18), 212 [M—Ph]'
(100), 202 (19), 196 (20), 77 (38)
5 289 [M]" (42), 273 (28), 272 [M—OH]" (68), 260 (7), 244 (14), 212 [M-Ph]'
(100), 202 (28), 189 (21), 165 (13), 77 (44)
6 289 [M]" (59), 273 (18), 272 [M—OH]" (65), 260 (5), 244 (4), 212 [M-Ph]" (100),
202 (10), 105 (12), 77 (21)
8 287 [M]" (80), 286 (100), 259 [M—COJ" (25), 231 [M—-2CO]" (33), 202 [M—
NMe(CO),]" (37), 105 (85), 101 (50), 95 (45), 77 (63), 43 (55)
9 277 [M]" (0), 274 (18), 249 [M—CO]" (23), 248 [M—CHO]" (100), 243 (50), 234
(21), 220 (31), 219 (27), 218 (23)

* [lpuenensl [M] u 8 HanboJee MHTEHCUBHBIX HOHOB.
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B cBsa3u ¢ 3THM TpeACTaBIUIOCH BAXKHBIM OIPENENUTh HAIpPaBICHUS
OKHCIIEHUS] MaJIOyCTOWYMBOTO OcCHOBaHus 1b mpu JeiicTBUM pPa3TUYHBIX
OKHCISIONMX areHToB. [Ipexkae Bcero ObUIO H3YyYEHO TIpeBpalleHHe
coequHeHns 1b mpu BeIHYXAeHHOM OapOoTake BO3AyxXa depe3 ero
HENTpanbHbI pacTBOp B Xjopodopme (OMBIT MPOBOAWUIN B TEUEHHUE HEAETH
Ipu KOMHATHON Temmepatype). [Ipum sTom Obi1 momydeH ¢ BeixomoM 41%
THIPOKCUIIMPOBAHHBIN JakTaM 4, CTpPOGHHE KOTOPOTO YCTaHOBJIEHO Macc-
CTIEKTPOMETPHUUECKH, a TAKKe TIOATBEPAIeHO criektpoM SIMP 'H.

0 (0]
74 MnO, 0, 74
N~ Me = b ——— Q N—Me
MeCN, 20 °C CHClL,, 20 °C
OH
HO Ph 4849 1004 Ph
5 KMHO4, 4
MeCN,
0°C, 24
HO
HO
P
Ph
6 7

06 oxucnenuu rpymnmnsl 3-CH, 10 xapOOHMIBHON CBHIETENLCTBYIOT, BO-
MePBBIX, CIa0O0MONbHOE CMEUIeHHE CUTHalda NMPOTOHOB N-METHUIHHON TPYIIIEI
(AS = 0.85 M. 1. B CpaBHEHUHM C HCXOJHBIM COCIAMHEHHEM) U, BO-BTOPBIX,
CUHTJICTHBIA BUJA curHaia npotona H-4 mpu 6.72 M. a. (B crieKkTpe UCXOTHOTO
BeIlecTBa OH MposABIsAeTcs B Buae Tpuruiera). [Iporon H-1 maer ymmpeHHsbIH
CHUHIJIETHBIH curHan B oOmactu 3.32, a mporton rpynmsl OH — ymupeHHBINH
cUHIJIET Tpu 3.44 M. 1.

WNnoe nampaBnenue okucineHus coenuHeHus 1b Obuto oOHapyX eHO IpH
BO3JCHCTBMM Ha HEro JWOKCHIa Maprania B aneronurpwie mpu 20 °C.
Hcnonp3oBanue STUX YCIOBUW TPUBEIO K 0Opa30BaHUIO CIIOXKHOW CMECH
MIPOIYKTOB, U3 KOTOPOH yAAIOCH BBIACIUTH ¢ BhIxogoM 20% 9-rumpoxcu-2-
MeTHII-2,3-Turuapo-2-a3aduryoper-3-oH (5). JlanpHeiiiee yMEHbIICHUE CEICK-
TUBHOCTH OKHUCIIEHHS HaONIO#aeTcsl MpU TepexoAe K HCIOIb30BAHUIO
IepMaHraHara Kauus. Tak, B yCIOBHAX peakuuu BarsHepa M3 peaklMOHHOHN
CMeCH CJIO0XHOT0 COCTaBa XpOMaTorpapuyecKuM MyTeM C HU3KHUMH BBIXOAAMHU
(2-5%) Obutu BBIAETICHBI TPU HW30MEPHBIX JIakTama 4—6 U TPOAYKT yuc-au-
THIPOKCUIIMPOBaHUS 7, CTPOCHHE KOTOPBIX YCTaHOBJIEHO HAa OCHOBAaHMU HX
criextpos SIMP "H 1 Macc-CrieKTpoB (CM. 3KCIIEPUMEHTAIBHYO YaCTh).

[IpencraBnanock MHTEPECHBIM H3YYHTh TaK)Ke€ OKHCIEHHE MepMaHTaHaT-
AHHOHOM THAPONPOU3BOJHOIO HMHACHOMUpUANHA 1, B3ATOrO B BUAE THUAPO-
Oopomuga 1a. B 3ToM citydae U3 peakilMOHHOM cMecH ObLIH BBIZCICHBI UMK 8
(BeIxO1 8.5%), a TakkKe MPOIYKT Oojee TIyOOKOTO OKHUCICHHS — 3aMEIECHHBIHN
uHaaHoH 9 (Beixox 6%). [locmegnuii Mor oOpa3oBaThCS B pe3yJbTaTe
KacKaJIHOTO OKHCJICHUS IMUICPHICHHOBOTO (parMeHTa CHadama 0 3-OKCo-
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MPOU3BOJHOTO C TMOCIEAYIONMNM YUC-AUTHIPOKCHINPOBaHUEM 0Je(pUHOBOI
CBSI3U ¢ 00pa3oBaHMEM JIAKTaM/IHOJa, KOTOPBIA 3aTeM TOABEPICS OKUCIUTEIb-
HOMy pacuieruienno cBssu 1o Cg—C, ¢ BHGpOCOM OJIHOTO aToma yriepona [9].

KMnO4, Me,CO
la ~M
20 °C, 54
8 9

B crnekrtpe SIMP 'H wunmanoHa 9 mpPOTOHBI METHIIBHON, METHICHOBOI
1 GOPMIITBHOM TPYIIT JAIOT yIBOCHHBIE CHHIJIETHBIE CUTHAIBI C OAMHAKOBBIM
COOTHOILIEHUEM HHTETPaJIbHBIX MHTEHCUBHOCTEW B Ka)XJ0il mape, paBHbIM 2:1,
YTO MOATBEP)KIAET HaJMYHE B MOJIEKYJI€ aMHIHOW TPYHIBI, CYIIECTBYIOLIEH
BpactBope CDCIl; B BHAe IBYX H30MEpHBIX (GOpM — IIHCOWTHONH U
TPaHCOUTHOM.

9KCIIEPUMEHTAJIBHASI YACTb

Crexrpst SIMP 'H perucrpuposany Ha crekrpomerpe Bruker WM-400 (400 MI') 8 CDCls,
BHyTpeHHHH d3Tanon TMC. Macc-criektpsl monydann Ha npubope MAT-112 u MX-1303 ¢
IpsSIMBIM BBOJIOM 00pa3lla B MCTOYHHK HOHOB IIpH HOHM3UpYylomeM Hampspkennn 70 sB. MK
CIEKTpHl 3amuchiBaiM Ha cnekrpomerpe IR-75 B rtabmerkax KBr. Jns TCX wucnombp3oBamn
mwiactuel - Silufol UV-254 (mposiBnenne mnapamu wuona). Komonounyio xpomarorpaguro
npoBogwan Ha cunukarene (Silicagel L 32/63). Coenunenns 1a u 1b moxydvanu, Kak OMHCaHO
B pabdote [4]. DUBHKO-XMMHYECKHE M CHEKTpPaJbHBIE XapaKTEPUCTUKH CHHTE3MPOBAaHHBIX
COCIMHEHHH TPeICTaBICHHI B Ta0m. 1-3.

2-MeTtui-9-¢penni-2H-unneno(2,1-clnupuaun (2). Cmecs 12 r (35 mmoins) ruapodpomusa
1a, 30 ma 50% KOH u 50 mu GeH3ouia nepeMenInBaroT Ipyu KOMHATHOH TeMIlepaType B TeUeHHE
14 nHeil. BpimaBiive KpHCTAJUIBI YEPHO-CHHETO IBETa OT(QHIBTPOBBIBAIOT, cymnaT. [lomydaror
0.75 r coenuneHus 2.

9-®ennn-9H-2-azaduayopen (3). Pactop 5 r (19 MMmonp) mHaeHonmupuanHa 2 B 25 Mi
0OeH30J1a TIPOITyCKAIOT Yepe3 KOHTAKTHYIO TPYOKY ¢ MPOMBINUICHHBIM Katanu3atopoM K-16 (30 1)
npu temnepatype 530-550 °C B Teuenne 3 4. PacTBOPUTEND OTIOHSIOT MO BAKYYMOM, K OCTaTKy
(3.8 1) mob6asmsror 30 ma HCI (1:1) u skcrparupytor 6enzonom (2 x 30 mi) ais ynaneHus
0e3a30THCTRIX coequHEeHMH. Bomublil cnoit mommenaunBaioT pactBopoM NaOH mo pH 11
U 9KCTPAarupyioT 0eH30J10M. BeH30IIbHBIIT SKCTPAKT cymaT cynb(paToM MarHus, 6EH30J OTTOHSIOT
n ocrarok (1.1 r) ounmaror Ha xonoHke (1.5 x 40 cM) ¢ cuiIMKareyiem, JJIOCHT dTHNIALETaT—
rekcad, 1:10. ITomywator 0.55 r coemmHenus 3 B Buie Oenbix kpucramioB. Pacteop 0.2 T
(0.8 mmonp) azaduryopena 3 u 1 1 (7 mmons) CH;l B 15 M abcomtoTHOro OeH30Ma KUIATAT 1 4.
Ocamok OTAeNsIOT, HmpoMbIBaOT 3¢pupoM u cymat. [lomxyuaror 0.15 T (49%) mommermiarta
azagmyopena 3a. Cycnenszuto 0.15 r (0.4 mmonp) yerBeptuuHOM coinu 3a B 20 M BOIBI
obpabateiBator 40% pactBopom KOH. OG6pasyromuiicss ocaloKk 4YepHOro IBETa OTICIAIOT,
rnpoMbIBatOT Bojoi U cymat. [lonygaror 0.06 r (63%) nceBnoasysiena 2, 1. wi. u cuekrp SIMP
KOTOPOTO0 WJICHTHYHBI IIOJy4YEHHOMY BbIlIe 00pasuy (IUIaBieHHe MPOObI CMEIICHHS HE Ao
TeMIIepaTypHOH JIeIPecCcuu).

1-I'mapoxcu-2-meTnii-3-0kco-9-pennii-2,3-nuruapo-1H-unneno[2,1-clnupugun (4). Pact-
Bop 0.16 T (0.62 MmMonb) coenuHenus 1b nepememmBaioT B XJI0podopmMe B TeUeHUE 7 JHEH Mpu
cmabom OapOotupoBanuu Bo3ayxa (1 m/muH). [lociae OTrOHKH pPacTBOPUTENS IOIYYaroT
Macio00pa3HBI OCTaTOK TEMHO-KOPHYHEBOTO IBETA, W3 KOTOPOTO NpH AodOaBieHun 3¢dupa
Beizensior 0.07 T KPUCTAITHIECKOro BelecTBa 4 kopuunesoro nsera. MK crextp, v, cm 't 1670
(C=0), 3400 (OH).

9-I'unpoxcu-2-MmeTnii-3-okco-9-penu-2,3-muruapo-9H-ungeno|2,1-cjnupuaun  (5). Cmech
0.8 r (3.09 mmouis) coequuenus 1b u 0.54 t (6.18 Mmorp) nuokcuaa mapranna B 10 mn MeCN
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MEepEeMELINBAIOT MIPU KOMHATHOI TeMmmeparype B TeueHue 48 4. OrduasTpoBbiBaoT MnO,,
MIPOMBIBAIOT €ro 5 M aneToHUTpuia. [locne OTrOHKHM pacTBOPUTENS MOTYy4aloT Maca0o00pa3HbIi
OCTaTOK TEMHO-KOPHYHEBOTO I[BETA, KOTOPBIH pa3feNifioT Ha XpoMaTorpapuyeckoil KOJIOHKe
(anmroeHT sTHnanetar). Beimenasor 0.12 © KpHCTAIUIMYECKOrO BEUIECTBA 5 OekeBOro IBera.
UK crektp, v, cM ' 1620 (C=0), 3250 u 3400 (OH).

Oxucnenne coequHenusi 1b mepmanranmarom kammsi. K pactBopy 5 r (19 mmons)
coequraeHus 1b B 150 mn aneronutpuna nobasisttot 3a 0.5 4 mpu oxmaxneruu (=5 °C) 3.05 r
(19 MMOJIP) TOHKOM3MEIBYCHHOTO MepMaHraHara kamus. Cmech mepeMemuBaroT 2 4 npu 0 °C,
orunbTpoBbBatoT MnO,, mpoMeiBatoT ero 20 My aneToHUTpHia. [locae OTTOHKH PacTBOPHUTEIS
MOJ BAaKyyMOM MaclIOOOpa3HBIH OCTaTOK pa3JensioT Ha KOJOHKe ¢ cuimkareneMm. Ilpm
amonpoBanuK xjiopodopmom moiydaior 0.3 r 4,4a-auruapokcu-2-mernii-9-gpenmni-2,3,4,4a-
Terparuapo-1H-unneno|2,1-clnupuauna (7) B Bune rycroro macia. MK cnexrp, v, eM : 3100,
3400 (m.). 3atem mpu dmoupoBaHuH aneroHoM BeiewssioT 0.12 r coemmuenus 4, 0.18 T
coequreHus 5 u 0.15 T 3-ruapokcu-1-okco-2-metuia-9-pennn-2,3-quruapo-1H-unneno[2,1-c|-
nupuauHa (6) B Buae kpucrawios xenroro 1nsera. UK cnekrp, v, eM 't 1640 (C=0), 3400 (OH).

Oxucienne ruapoépomuaa la mepmanranarom kanamsi. K pactBopy 1 r (2.9 mmorb)
coequHeHus 1a B 40 mu aneroHa ao0aBISIOT mpu oxiaxaeHud 1o —5 °C mopuusimu 3a 0.5 4
0.46 T (2.9 MMoip) nepmanranarta kanus. CMech NepeMEIINBAIOT IIPYU KOMHATHOH TeMIlepaType
B TedeHne 5 4. OrdunbrpoBsiBaioT MnO,, IPOMBIBAIOT €r0 Tops4uM aneToHoM (3 x 10 mo).
IMocne oTroHa pacTBOpHUTENsT MaciIo0Opa3HBIA OCTATOK HAHOCAT HA KOJOHKY C CHJIMKAareieM u,
amoupys 6enszonom, noiayvaroT 0.07 r KpaCHO-KOPUYHEBBIX KpHCTALIOB 1,3-1M0KCO-2-MeTHII-9-
dennn-2,3-quruapo-1H-unneno|2,1-c|nupuauna (8). UK crektp, v, cM @ 1640, 1665, 1690
(C=0). 3arem npu smoupoanuu 3¢pupoM BeIeA0T 0.05 T KeITO-0paHKEBBIX KPUCTAIIOB
2-(N-metni-N-popmumin)amunomern1-3-pennn-1-okconnnena (9). UK coexrp, v, em ' 1650
(N-CHO), 1700 (C=0).
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