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CHHTE3 HOBBIX 34-TN3AMENEHHBIX ®YPA3AHOB

CHHTe3UpOBaH psI HOBBIX 3,4-AM3aMerieHHBIX (ypa3sadoB HA OCHOBE
peaximii B3aMMHOTO IIpeBpamieHns (QYHKIMOHATHHBIX FPYIN B IalOTCHMETHIb-
HBIX ¥ OMCallAIBHBIX IPOU3BOANGX (ypasaHa.

Kmouespie cnosa: 3-auerun-4-(1, l-mpmwmrpostum)dypasas, 3-ranorenMernin-4-
meTundypasas, 3,4-muasunomerundypasas, 3.4-muanerundypasan, 3,5-muraio-
reaMeTmadypasassl, 3,4-mi3aMerennsie dypasans, 3,6-mamerTut- @ 3,4-TurpK-
nonpomIHpEAazuso-[4,5-c]dypazan-4,5-nuokcunsl,  3,4-panuTpomeTmidypa-
3aH, 3,4-nu(UEKTonporIKkapOoui )gypasas.

DypazaHpl ABIAIOTCS YHUKATBHBIM KJIACCOM IE€TEPOHMIJIMYECKUX COCIU-
HEHuM, KOTOPBIM UHTEHCHMBHO H3y4aeTcs B TOcienHume Aecatwierns [1-9].
Brenenue B nosioxkeHus 3,4 MoneKynbt QypasaHa 3aMecTUTeNeH, comepKammx
a3|mo-, HUTPO-, HUTPOKCH-, HUTPAMHUHO- ¥ HPYTHe TaK Ha3bIBaMble DHEPro-
eMKHE TPYIIIMPOBKH, NPHBOANT K IOIXYYEHHIO BHICOKOIIOTHBIX B JOCTaTOYHO
cTaOWIBHBIX COEIMHEHHM, IEpPCIeKTHBHBIX IJIf CO3MaHMA Ha KX OCHOBE
BBICOKODHEPTeTHISCKIX MaTepRalioB M KoMo3unui [ 10].

B mactosmeli paGote MBI mpeasiaraeM CIocoOBi OMYdYeHHs PAa HOBBIX
3,4-mu3aMemieHHBIX (ypa3aHOB, OCHOBaHHHIC Ha pPEakKIMsX B3aUMHOIO
npespamenud GYHKIMOHAIBHBIX TIPYHIl B 0a30BBIX (ypa3saHOBBIX COCIH-
HCHUSX, HIOYUIHMX C COXPaHCHHWEM OCHOBHOTO reTepolMkia. B KauecTBe
nociaeIsx OBLIM M3y4YeHBI CPaBHUTENBHO NOCTYITHBIC IaJIOTEHMETHIIBHEC ¥
allMAbHble MpousBolHble (ypasana. 3-Metmn-4-(ximopmerwn)- u 3,4-mu(xsop-
MeTwI)(ypa3anel (1a,b) ObUIM cHHTE3WpOBaHB HAMH IO OIMCAaHHOM paree
meronuke [11] npsMeM xIopupoBaHHeM muMeTwI(ypa3zaHa [Py HArPSBaHWH.
CunTe3 OpOMMETHIIBHBIX IIPOW3BONHBIX (ypasaHa OGpOMHPOBAHMEM IHAMETHII-
dypazana OpOMCYKIIMHUMEIOM B IIPHCYTCTBHH TCPEKHCH O¢H30MAa Obul
omucan padee [12]. Opnako 5Ta MeTOAMKAa HaeT IUIOXO BOCTIPOM3BOAMMEIS
pe3ynbTarel. BmecTe ¢ 3THM, B psfe ciydacB HEOOXOAMMO HMETb HOJ-
MeTu3aMerneHsbie Qypasassl 1e,d, KoTopsle OBUIH CHHTE3MPOBAHBI HAMH U3
COOTBETCTBYIOIMX xyopunos la,b mon meficrsueMm Nal B aretone (cxema 1)
[13].
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Hcnone3ys B Ka4ecTBe HCXOLHBIX 0a30BHIX CyGCTPAaTOB raloreHMeTHILHEIE
npoussoiHele  Qypazasa la--d, MBI OCYWIECTBWIM CEPUI0  peaKmil
HyKIIeOQUIBHOTO 3aMemenus (cxema 1), 9TO IO3BONMIO PACUTHDHTE HHCHO
JOCTYTHBIX (DYHKIMOHATLHBIX IPOM3BOIHAIX (ypa3ana.

Tak, npu marpesanuy XJI0puAoB lab ¢ asumom marpusa B8 JMCO c BEICO-
KUMM  BBIXOJaMHM ObUIM MOMyHeHBI 3-asuaomerwi-4-metwndypasan (le) wu
3,4-mu(asugomerrm)ypazan (1f) B Buae CTaOMIBHBIX JKUIKUX BEIICSCTE.
CorniacHo TaHHEIM TEPMOTPaBUMETPHYECKOro aHammsa ¥ auddepenupmansHO
CKaHWpyomen xanopumeTpul Oucasun 1f wucmapserca 6es pasmoskeHus
(£a= 50£12 xJ[x/Monp), obpaser; Tepmurdeckn crabuned no 180 °C, murepran
pasnoxenns 180-255 °C.

3-Merun-4-uurpomerrndypazan (1g) u 3,4-mu(aurpomerwn)dypaszan (1h)
OB CHHTE3MPOBaHBI peakmued noaumor le,d ¢ muTpurom cepebpa B adupe.
B xagecTBe NOOOYHBIX NPORYKTOB 3THX peakiwil 0o0pasyroTcs COOTBET-
CTBYIOIIME HHTPUTHI M NPOXYKTHL MX THIPOJH3a, KOTOpPBIE OBUTH BBHIIEICHEL
KOJIOHOYHOM xpomatorpadueii ¢ obuumM sexomoM 5—10%.

Cunres 3,4-mu(HuTpoKcHMETHI)dypa3ata (2) He OMHCaH B JUTEpaType, HO
€ro HeKOTOpble CBOHCTBa ObLTH U3BeCcTHH! [14]. C eNbI0 MOy deHUs. TUHUATD-
OKCHMETHJILHOIO IPOM3BOJHOIO 2 MBI NPEeIBAPHTSIBEHO M3YHWIHA MpobieMy
cunresa 3,4-mu(rugpoxcuMmerin)dypasana (3). Cunres 3T0ro IHoIa HU3BECTEH
¥3 MaTEHTHBIX JaHHEIX [15], cOrmacHo KOTOPBIM OH MOXKET OBITH MMOJYUEH U3
JexiopHuna 1b gepes cramuio o0pa3oBanus COOTBETCTBYIOIIEro AuaneTara 4 ¢
MOCIEXYIOIMM TMAPOIM30M. MBI HalUIM, YTO 3TOT METOX HacTO IPUBOIMT K
HOJIyYeHHIO CMEIaHHbIX 3,4-Iu3aMelneHHbIX (ypasaHoB U B 1abopaTopHBIX
ycnopuax Gonee 3Q(QEKTUBHBIM METONOM MONydYeHMs Auanerara 4 gpigercs
peakiys aneTayMzalyH Juuonuna Id yKCycHOH KHCIOTON B HPHCYTCTBUH
TpuoTHaMMHa. B 3Tux yenoBusax oOmmil BEIXOK nuona 3 cocrasun 63%.
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Cxema 2

Jduon 3 rnamxo HuTpyercs cmechio HNO; m H,SO,; ¢ obpasopammem
COOTBETCTBYIOIIEIO HUTPOKCHMETIIIFHOIO TPOHM3BOAHOTC 2 ¢ BEIXOZOM 54%.
IMpensapurensHo, YuCTEIH o0pasel 9TOro JWMHUTpATa 2 WS CpaBHeHWs ObUT
TIOJIy9eH BCTPEYHBIM CHHTE30M U3 qunonuaa 1d u Hurpara cepebpa.

OcoOplif  mMHTEPEC IS CHHTE3a pasHOOOpasHbIX 3,4-MM3aMENEHHBIX
thypa3aHOB IHpEACTaBIIIOT OUKETOHBI (ypasaHOBOro pama. 3,4-Iuanerun-
bypasas (5) ObL1 HOMy4eH IO WM3BECTHOH METOAMKE BOCCTAHOBJIEHHEM
3,4-puanetwibypokcana xnopunoM osiosa [16]. Hdpyro# muxerom — 3,4-nu-
(maxoronporknkapbormn)dypasad (6) ObUT CHHTE3WpOBaH HAMH BIIEDBEHIE
BOCCTAHOBJIEHHEM COOTBETCTBYIOMISTO (YPOKCAHOBOTO MHKETOHa 7. Bruto
HalIeHo, YTO BOCCTaHOBJeHUe 3,4-mu(IuKionpormmikapooniut)dypokcana (7)
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[17] mop nmeficTBreM XxIOpHIOa OJIOBA TMO3BOIAET CHHTE3HPOBATH JTHKETOH 6 C
Bexofgamu <20%, a BapbHpOBaHHME YCIOBHU 3TOM peakiuy He HPHUBONUT K
yiyqdineHnro Bpixopa. CyHieCTBEHHO IIOBBICHTH BBIXOJ NOHKETOHA 6 HaM
YIAaJIOCh IIPH HCIOJB30BaHUE B KaUeCcTBE BOCCTAHOBWTEN TpuaTHidochuTa B
berzoe.

Hcronesys cHHTe3UPOBAHHBIC TUKETOHBL 5 B 6 Kak 0a30BBIE COSOUHEHMS,
MBI M3YVUWIM BO3MOXKHOCTH CHHTE32 Ha KX OCHOBE HHUTPO3IAMEINEHHBIX
dypazaro. C 3Toif Henbi0 AUKETOHB! 5 W 6 ObUIM MpEeBpalleHbI B COOTBET-
CTBYIOHIME JHOKCHMSI 82,b 1 M3yueHHl B peakiiix HUTPOB2HUA B PasTHIHBIX
YCIIOBHSAX.

Hamu 65110 06Hapy»eHo, 910 rpu o6paboTKe OKCHMOB 8a,b TeTpaoKCHIOM
asota B 3¢upe mpu 0 °C BMECTO 0XKHIAEMBIX FEMUHANBHBIX JTHHHTPOIIPOU3-
BORHBIX (ypa3aHoB obpasyrorcs N,N'-IHOKCHIBI aHHEMPOBAHHBIX (ypa3saHo-
mMprgasuHoB 9a,b. Panee Oriim ommca"B! TONBKO COUHUYHBIE MNPHUMEPHI
$ypOKCAHOBBIX aHAIOTOB 3TOM MalOU3YUeHHOM IPpymits! coenusenuii [18].

Cxema 3
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4,7-Javetan- u 4,7-mu(uaxoronporwn)gypasano|3,4-d]nmupunasuu-5,6-1u-
oxcuas! 9a,b Oputu moMydeHH ¢ BeIXOAaME 61 1 22% COOTBETCTBEHHO B BUIE
BBICOKOIUTABKHX CTaGWILHEIX coermHermH. VX ctpoetme u Gpyrro-dopmyrna
YCTaHOBIIEHH! CIIEKTPAIbHEIMA A2HHBIMH U 3JIEMEHTHBIM 2HATPZ0M.

C menmsio NMOMyYeHHS TeMHHAISHBIX JHHUTPONPOM3BOMHBIX (GypasaHa MbI
M3YUMIM Ppeakiyd HUTPOBaHUS JHOKCHMOB 8a,b  a30THOM  KHCHOTOM.
Oxasanocsk, 4To IpH B3auUMOzelicTerd nuokcuMa 8a ¢ xoun. HNO; obpasyerca
(ypasaHomupuAa3uE 9a ¢ BerxooM 43%. Ilpu HCHONB20BAHIN B STOM peaKitiu
menveimge HNOs, Opino BeimeneHo apyroe coemupenne — 3-anerwi-4-(1,1-
rurATposTWw)gypasan (10a). 3o xe coenmuenme obpasyercs npH AedcTHA
meivsiied HNO; ma muoxenpa %a. Peaxiusi, mo-BHAMMOMY, IPOTEKaeT uepes
paspeiB  cBs3d  N—N INHMPUAA3HMHOBOIO [HKIA, C HPOMEXYTOYHBIM
obpaszosanmem 3,4-mu(1,1-muHRTpOsTHN)bYpazaHa, KOTOPHIA B  YCIOBHIX
peaki¥K  BBIHCNACT OKCHIAR! a30Ta, HpeBpamasch B coexumenme 10a.
ApanoruuHele HpeBpamleEHs HaOMIOOAIHCH paHee Wil (HYPOKCAHOBBIX
aHaiorop B 3ToH peakiwu [19]. CnexrpanbHble JaHHBIC NPOXYKTa HUTPOBAHHSA
10a, nofy4eHHOro AByMs pa3HbIMU criocobamu (cxeMa 3) COBIagaroT.
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l

CrnexrpajbHble CBOHCTBA ¥ BbIX0AbI CHHTE3HPOBAHHBIX COEAMHEHMI

/

Coeny- | 1 HK cnekrp, Macc-cnexrp Brixog,
HetHe PacrBopurens Cuexrp SIMP 'H, 8, M. x. Crexrp SIMP C", 8, M. 1. v, o’ (m/z) %
1b CDCl, 2.42 (3H, ¢, CH;); 152.55 (Cyugn)s 150.40 (Cpn); — 224 [M™]; 97 [1] 77
4.36 (2H, ¢, CHyp) 8.40 (CHj); —5.10 (CHyp)
1d CDCl; 4,49 (4H, ¢, CHy) — — 350 [M*]; 223 [-1] 74
e CDCl; 2.49 (3H, ¢, CH;); — 2120 98
4.61 (2H, ¢, CHy)
1f CDCl; 4.68 (4H, c, 2CHy) 149.47 (Cyn); 40.11 (CHy) 2120 98
1g CDCl, 2.45 (3H, ¢, CHy); 151.44 (Cyyr); 145.64 (Cpin); — 97 [M-NO,] 70
‘ 5.69 (2H, ¢, CH,) 66.75 (CH,); 8.18 (CHjy)
1h CDCl, 5.85 (44, ¢, 2CHy) — — 198 [M] 36
2 CDCl; 5.72 (4H, c, 2CH,) — -— 52 (S); 43 (100); 45
30(8); 28 (10)
3 JIMCO-d, 5.0 (4H, ¢, 2CH,) 151.40 (Cyuen); 54.13 (CHy) — 130 [M"]; 113 [-OH] 63
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Peaxius muoxcuma 8b ¢ memvsmedt HNQOs, mo-BHauMoMy, TPUBONAT K
06pa3OBaHMIO TETPAHUTPONIPOWIBOTHOTO C Y9YaCTHEM IBYX LMKJIOIPOIHI-
KapOOHMJIPHBIX TDPYIN, KOTOpOe HpH YyOajJeHHH pPacCTBOPUTENS AKTHBHO
pasmaraercs 1o 3-(1,1-nuHuTpo- 1 -nuKIonporIMeT N )-4-IIRKIOIPONHIKap6o-
awidypasana (10b). Crpoenve ero mMOATBep:KIOEHO NAHHBIMEH CriekTpos SIMP
'H u UK. B mpoTorHOM cnekTpe Habnromaercs [Be IPYIIbI CUTHAIOR,
COOTBETCTBYIOIKX IIPOTOHAaM JBYX HEIKBHBAICHTHHIX I[[HKIOMPOIAHOBEIX
dparmenTos, a B MK crexTpe HaGmonaeTCs WHTCHCHBHAS TI0JIOCA ITOTICIIEHHS
B obmacter 1710 cM™ (kapGoRMIBHAS TPYIINA) H [OJOCH MOMIOMeHns 1560 u
1310 cM ™, COOTBETCTBYIOIIHE KOTEBAHAIM TEMUHATHHOMN IWHATPOIPYIIIBL.

SKCHEPHMMEHTAJIbHASL HACTDH

Crexrpsl SIMP IH\I/I B¢ sapeructpuposans: ga aprbopax Varian VXR-400 u Varian FT-80A
(406 u 80 MI'n, cooTBercTBEHHO), BHyTpeHimi crannapT TMC wm I'MJIC. K criekTpsl CHATH
Ha npubope UR-20 B TonkoM cnoe. XpoMaTo—Macc—CHEKTPEL HONyIeHs Ha mputope Finnigan
Mat Incos-50 ¢ mormsupyromuM HanpsxerreM 70 3B. KoHTpoab 32 XOMOM peaximii 1 THCTOTOH
coenuuenuit ocymectsiiiu Meroxom TCX ma mmactumax Silufol UV-254. Jlng xonomouHoi
xpoMarorpadum rcronezopanu cunmkarens Silpearl UV-254 (L 40/100). Muddepenumansnnii
CKaHUpYIomm¥ aganus mpopomund Ha Kagopumerpe DSK-1b dumpmer Perkin-Elmer npum
HarpeBaHMM co ckopocTsio 16 °C/mume. Xnopmuer la,b cudreswpopaser mo meroxy [11],
3,4-muaneTvndypasad (5) noxyuer mo Merony [16], 3,4-ma{upxonponankapbonmn)dhypokcan
(7) mo wmerony [17]. CrexrpanbHble CBONWCTBZ M BBEIXOHS! CHHTC3HMPOBAHHELIX COESMUHEHMH
NPUBERCHEI B Tabnume.

3-Hopmernn-4-mernapypaszarn (Ic) u 3,4-mu(nogmerun)pypasan (1d). K pactsopy 30 r
(0.2 momp) Nal B cyxoM aneToHe H00aBIfiOT NpH IepeMeniusanuu 4.6 T CMECh MOHO- ¥ JHXJIO-
punos la,b. PeakumoHHyro MacCy nepeMENmMBAlOT B TeHeHue 1.5 9 M yHapHBaiOT Ha POTOPHOM
ucnapurene. Ocrarok sxcrparupyor sdupom (3 x 100 mu) ma duasrpe. DOUpHEIN SKCTPAKT
YUapHUBaIOT. BakyymHoit Heperonkoit momywaor 5.3 r noxuza Le ¢ 1. xum. 56 °C/ 0.05 mm pr. cT.
u 0.8 r numomwna 1d.

3-Asupometun-4-metuadypasan (le). Pactsop 0.2 r (1.5 Mmons) xnopuponsgogroro la u
0.1 r (1.5 mMmonp) asuza Harpus B 5 Ma abcomortHoro [MCO- mepemermvBarctT 3 9 npu
Temmeparype 60 °C. 3areM pPeaKIHMOHHYIO CMECh PasiaratoT BonoH (8 mi), sxcrparupyror CH,Cl,
(3 X 5 M), nmpomsiBazoT Bomo# (3 X 5 i), cymar MgSO,. Tlocne yzameuws pacrBOpMTES
nonygaior 0.2 r a3rna le B BHAE Macia.

3,4-IAn(asugomerunypypazan (1f). B amamormameix ycnosmsx w3 2.43 r (0.15 momun)
maxstopuna 1b, 1.95 r (0.03 mMoms) asuna sarpus 8 20 mi abcomorroro JMCO monyuaror 2.56 ¢
muasuza 1f, d;°° 1.386 r/en’. Hatineno, %: C 26.37; H 2.29. C;HN;O. Brramcieno, %: C 26.67,
H2.22.

3-MeTua-4-HaTpoMeTiHIdypazan (lg). B armocdepe aproma npm oxraxuxeﬁnn o 0°Cx
cycnensun 0.7 r (4.5 MMoims) HATpHTa cepebpa B 5 Mn abCONIOTHOTO YQHUpa NP NePeMeIIHBAHAY
NO0ABIAIOT IO KarlumiM B TeueHue 2 9 adupHbi pacrsop 0.78 r (3.5 mmone) uoguma lc.
Peaxiponnyio cMecs mepememuBator 24 o npu O °C, 3areM npy KOMHATHON TeMIEparype Jo
HCYE3HOBEHHS HCXOAHOro noxuaa (kortpons MetoroM TCX). Cosm cepedpa oTduibTPOBLIBAIOT,
HMpOMEIBAOT 3dupoM, 3¢ upHse dpakuiy 00BEIHHMIOT ¥ PACTROPUTENS YIIAPUBAIOT Ha POTOPHOM
ucnapurene. [lomywaror 0.35 r nurpodypasama 1g u 0.035 r (7% sBeXOom) 3-meTmn-4-
HuTpuTOMeTHIdYpazana. CMeCh JeNiT METOAOM IpenapaTHBHON KOJXOHOYHOHM xpomaTorpaduu
(R; 0.21, rexcan—aTaanerar, 4 : 1).

3,4-Tu(nutpomernm)dypasan (1h) cuaTE3WpyIOT OIMCAHHBIM BbINIE MerogoMm u3 0.5 r
(1.4 mmoms) mumonyza 1d, 1.81 r (11.8 mmoms) AgNO, B 5 Mnt abcomorHore 3dupa. Ilonyyaor
0.10 r mummutpodypasana 1h, 0.03 r (10%) 3,4-mu(umrpuromerum)bypazana u 0.02 r (7%)
3-auTpuToMeTHI-4-HuTpOMeTIIdYypa3ada. CMeCs IENST METOIOM LpENapardBHON KOJOHOYHON
xpomarorpapuu (Ry 0.21, rexcan—oaTunanerar, 4 : 1).
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3.4-in(ruppoxcumernn)gypazas (3). K pacrsopy 17.8 r {(i8 mu, 0.3 moms) memsxoit
YKCycHOH xuchoTH ¥ 18.8 1 (25.8 mur, 0.186 Mons) TpmaTinamuaa B 50 mu anerosa A00aBisgroT
224 r (0.0064 momp) mompma 1d. IIpospaumerit pacTBop KMOSTAT 43 MuH, OXIKIAOT O
KOMBEATHOH TEMIEPaTyph, 3aTeM pa3aBastioT 40 M1 BOABI ¥ SKCTParupyoT 3¢upom (2 X 50 mu).
Oprasuyeckuit cnoi IpoMeIBaiOT Bogok (30 mu), 3arem HackimeHHbIM pacTBopom NaHCO; (30
M) H crHoBa Bomo# (2x30 wmn), cymar MgSO, PacTRopHTens ymapwBaroT HA DOTOPHOM
ucnapurene, Bogenstior 1.19 r (87%) awmanerara 4, xoropsill 3areM cmemusaior ¢ 7 M HCI
(di® 1.16) u 1.5 M ReATHOH YKCYCHOH KHCHOTH ¥ BRIIEpxHBRAKOT 20 4 mpu Temneparype 90—
65 °C. PeakuiioHHYIO CMECh OXTAKIAIOT, BOAY U YKCYCHYIO KUCTOTY YNapHRAlOT Ha POTCPHOM
HCIapHTelle, IEPETOHKOH ocTaTKa NoTywator 0.533 r amona 3 ¢ 1. kit 1535156 °C.

3,4-Ju(autpoxcumermi)dypaszan (2). A. K cmecr 0.8 M mpivstmedt HNO; 1 0.8 ma xouiL.
H,SO, mpu Temmeparype <0 °C rpobasmmor 0.2 r (1.54 mmons) nmona 3. IlepememmpaioT
peaKioHHyIO Maccy 15 MuH npu Temueparype <5 °C 1 3aTeM 0CTOPOXHO KOGABILIIOT 0 KAIlJisiM
4 mn Bozsl. PeaxmmonHy:o cmech 3xerparvpytor CHCL (3 X 5 mun), HpOMEIBAIOT 3KCTPaKTE!
Bozo# (3 x 10 mi) u cymar MgSG,. Homyuasor 0.15 r nunwrpara 2.

b. K pactopy 0.6 T (3.5 Mmons) AgNO; B 3.4 Ma aGCOMIOTHOrO AHETOHWTPHAA HOGABIAIOT
pactecp 0.3 r (0.86 mmons) mumonmpomssoxuore 1d B 1 mn aneromwrpuna. Ilocne 3 au mpu
KOMHATHOH# TeMIEpaType OCaloK OT(HIBTPOBLIBAIOT, QHIETPAT BBHUIMBAXOT B 30 Mi mejsHON
BOZBL, MACHG OTHACHIOT, & MaTodHsifl pactBop sxcrparmpyior CH,Cl, (2 X 15 wmi), sxcrpakr
cymat MgSO,. Pacreopurent ynapusaoT Ha POTOPHOM wuchapmTene, moxywaior 0.16 r (84%)
IMHHETpATa 2. '

3,4-Fa{uaxnonponnixapbonmn)dypasas {6}. K pactopy 1 r (4.5 mmois) bypoxcana 7 B
4 M OeH3ona UpHM NEPEMEIIMBAHUHM B MHEPTHOM arMocdepe HOGAaBIMOT Do Kamimm 1.12 1
(6.7 mmons) TpusTHAOChHTA (Habmomaercs HeSoxpmoe pasorpesanue). llocie nobapreHnd
PECCIMTAHHOrO KOJIKRIESCTBA BOCCTAHOBUTEI PEAKIIMOHHYIO CMECh HATPEBAIOT SIIE B TEYCHHE 5 9
1pu TeMueparype 80-85 °C, 3areM OXHaXAAIOT A0 KOMHATHOW TeMIepaTypHl i LIS yAaNcHAL
u3bpiTka Qochrra u TpEaTHAdochara npomssaor 2 H. H,SO, (4 min) m sBomo¥t (3 X 5 wmun).
bensomsasiil pacTrop cymar MgSO, u ynapusaror. OcTarok Maccoi 1 I 0YHINAIOT IPY HOMOINK
NpenaparuBHO# KONOHOYHOH Xpomarorpaduu (R 0.55, rexcan—otunanerar, 4 : 1). [Hoxyuatot
0.55 r nuxerona 6. Haitneno, %: C 58.35; H 5.13. C;;H;(N,O; Brraucneno, %: C 38.25; H 4.85.

Juoxenum 3 4-muanetungypasasa (8a). K cmecw 1.8 r (9.1 mmone) BaCO; u 1 r
(14.4 vvons) NH,OH-HCI B 5 mn ozns! nodasisor pactop 1 1 (6.5 MMons) qukerona 5 B 15 M
96% crpra. PeaknuOHHYIC CMECh KUIIATAT 7.5 4, 32TeM YIapHBAIOT MOCYXa, TOGABISIOT GEH30N
U HArpeBarOT NG KMUeHEd. 3areM ropsumi OeH30MBHBIE pacTBOp QmibTpyioT, (miasTpar
YTIRpHBAIOT, a OCTATOK CYIIar B Bakyyme. [loiyqaror .85 r oxcuma 8a ¢ . . 108 °C.

Huoxenm 3,4-pu{unuxronponuixapforun)pypazana (8b) cuHTEINpYIOT 1m0 OmMCaHHON
seume Meronuke u3 0.62 r (3.1 mmors) BaCOs, 0.42 r (6.0 Mmoss) NH,OH-HCI B 2.5 M sons: w
0.25 r (1.2 mMons) nuxerona 6 B 5.5 mu caupra. Honygaror 0.14 r guoxcuma 8b.

4,7-Hamernndypasaro[3,4-dlonupunasug-5,6-nuoxenx (9a). K 2 mu aGcomorsoro sdupa
npu oxnaxnersn xo 0 °C nodaemsmor 0.5 r (5.4 mmons) sxuaxore N,Oy, 3ateM GRICTpO 100aB-
asoT B 3 nopuuk 0.1 r (0.54 Mmoms) mroxenMa 8a, nepeMemuBaioT npy oxnakaenny 30 MuH,
3aTeM NP KoMHaTHOH Temneparype eme 1 4. [ToiyueHHBIH CBETIO-KEATHIE 0CANOK OTQMILTPO-
BHIBAIOT U CyIIAT B BaKyyme IIpH 2 MM pT.cT. [omyzaror 0.06 r coenmuenns 9a ¢ 1. wr. 193 °C.
Haiixeno, %: C 39.38; H 3.31; N 30.48. C{HN,O; Brmmcneno, %: C 39.57; H3.31; N 30.76.

4,7-Tunwcacnponuiadypasano|3,4-dinupunasun-5,6-nuoxeur  (9b). K pacreopy 02 r
(0.85 mmoms) muoxcrnva 8b B 2 Myt aGeomoTHoro adupa nodasmuzot mpu O °C 0.78 r (8.5 mmons)
xunxoro N,O,. Ilepememmparor peakimoHHYIO Maccy 1.5 g mpu Temnmeparype 0—5 °C.
Brmasmmi#t  0canox OTOHALTPOBLIBAICT M BBICYIIMBAIOT Ha Bo3myxe. Ilomywaror 0.04 r
coexuHenus 9b, T. m. (¢ pazn.) 141 °C.

3-Anerun-4-(1,I-aurnrposTEn)gypazan (10a). A. K 0.5 mx 100 % HNO; nobasasor
0.08 r (0.43 mmoms) mmoxcuMa 8a, moxnepskuBas temneparypy 5—10 °C. CMech BEUIEPKMBAIOT
1w pu 31O TemIIEpaType, NOCJE ¥ero BRUIMBAIOT Ha Rel, 3arteM skerparupyior CH,Cl, u cymar
MgSQ,. Monygatot 0.05 r coenvnernua 10a.

B. K 0.92 mx 106 % HNO; mo6asnaior 0.08 r (0.44 mmons) nmoxcuzna 9a mpu 5—-10 °C,
BBIICDIKUBAROT CMECH DX 3TOM Temmeparype 2 4. CMech BBUIMBAIOT B Jiex, sxcrparupyior CHCl
(2% 3 mn) u cymar MgSO,. [Momygator 0.07 1 (66 %) nunurpocoesmHesns 10a.

3-(1,1-AmeuTpo-1-uucronponnimMeTia)-4-suknonponuikapbonnadypazan (10b) cunre-
3EPYIOT onwmcaHHEM Bpnne meronoMm A. Mz 0.1 ¢ (0.42 mmoms) nmoxcuma 8b u 0.5 M 100%
HNG;, mony4aror 0.02 r ¢ypasana 10b.
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