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N3006peTeHne OTHOCUTCA K TPULMKIIMYECKUM MPOM3BOAHBIM MMPPONa, B YacTHOCTM OHO OTHOCUTCS K
MpPOu3BOAHBIM MUppora o6LLei hopMyrbl

NH,

|
roe R'-R* 0603HauatoT BOOOPOA, ranoreH, HU3WWiA ankun, eHnn, LMKNoankun UnM HU3LWWA arnkokcu, a R?
0003Ha4aeT AOMOMHUTENBHO TakKe HU3LLMIA arnK-OKCUKapOOHWI, aunuIioKCU UM MEe3UIIOKCH,

RZ o6o3HauaeT HU3LLIMIA anKkyl,

R 7] R obo3HavaroT Bogopoa nunm HU3 LN
ankun,
X obo3HavyaeT -CH2CH(CeHs)-, -CH=C(C¢Hs)-,

-YCHy-, -CH=CH- nu6o -(CR""R"*)n-,

R" uR" o6o3Hauatot BOOOPOA, (PEHMI, HU3LIMIA ankun,

n o603HavaeT 1-3, n

Y o603HavaeT O nunn S,

a Takke K Ux papMaLeBTUYECKU MPUEMIIEMbBIM KU-CIIOTHO-a4aANTUBHBIM COSIM.

YKazaHHble COEAMHEHMSI U UX COMW SABMSTCS HOBBIMM W OTIMYAOTCA LIEHHbIMUM (hapMakoriorniyeckumMm
CBOWCTBaMM.

OOBbeKTOM HacTOSALLETO M300peTeHUst SABNAOTCA coeauHeHus obien dopmynbl | 1 ux dapmaueBTU-4ecKu
nNpUeMreMbI€ CONM Kak TaKOBbIE U B Ka4ecTBe (hapMaLeBTUHECKUX aKTMBHbIX BELLECTB, MOMy4YeHne COeaMHEHNI U
cone obwewn hopmynbl |, ganee, ne-kapCTBEHHbIE CPEACTBA, COAEPXKALLME 3TV COEAMHEHUS U corm dhopmyrbl |,
M MoSfyYeHne 3TUX IEeKapCTBEHHbIX CPEACTB, a TakKe MNpUMMEHeHWe coefuHeHun obwer dopmynbl | n mx
hapmaLeBTUYECKU MPUEMIMEMbBIX CONEN ANA NeYeHUs U1 COOTBETCTBEHHO Mpe-AynpexaeHuss bonesHen n ans
ynyyLIEHVS] 300PO0BbS, MPEXAE BCEro AN NeYeHus nnv npenynpexaeHus pacCcTpocTB LieHTparnbHOW HEPBHOM
CUCTEMbI, KaK Oenpeccun, GUMonsipHble HapyLUeHWUSl, COCTOSIHME CTpaxa, HapyLIeHUs CHa W paccTpolicTBa B
cekcyanbHoM cdepe, NCUxo3bl, LWM30MPEHUsi, MUrPEHN U Opy-Tne OGONe3HEHHbIE COCTOSIHWS, CBS3aHHblE C
rofioBHbIMU GonsiMM 1 GonsAMKM APYroro TuMa, PacCTPOMCTBA, CBSI3@HHbIE C JIMYHLIMU MEPEXMBAHUSMU NN
HaBSA34YMBbLIMU MOESMU, coumanbHas obus UM NPU-CTYMbl MaHWKK, NMCUXMYECKME OpraHMYeckue pac-CTponcTaa,
HapyLleHnsi MNCUXMKM B OETCKOM BO3pacTe, arpeCCUBHOCTb, HapyLUEHWS MaMsATW, CBSI3aHHble C BO3pacToM,
HapyLleHNs1 OTHOLUEHWA C OKpyXawwwymu, Oone3HeHHast cTpacTb, OXWpEeHWe, OGynuMust 1 T.M.; HapyLUEHWN
(YHKUMIA HEPBHOW CUCTEMbI, Bbl-3BaHHbIX TpaBMaMW, KPOBOM3MMUSHUE B MO3r, HepBHO-AereHepaTUBHbIE
3aboneBaHvs 1 T.4.; HAPYLUEHWA B CEPAEYHO-COCYANCTON CUCTEME, KaK BbICOKOE KDOBSIHOE AaBrieHue, Tpombo3,
WHCYMbT U T.4.; XeNyA04YHO-KMLLEYHbIX PACCTPOWCTB, KaK ANCHYHKLMS MOTOPUKM XKeyL0YHO-KULLEYHOIO TpaKTa, 1
AN N3roTOBMIEHNSI COOTBETCTBYHOLLMX JIEKAPCTBEHHbBIX CPEACTB.

CoeaunHeHns obLwen opmyrbl

R I
roe R'-R’ umeloT ykasaHHble Bbille 3HaueHus, a R® 0603HaYaeT NepeBoAUMbI B aMUHOTPYNNY pafvkan umm
TMOPOKCUIbHYIO  Fpynny, MpeAcTaBnAloT cobo  BaXHble MPOMEXYTOYHbIE NPOAYKTbl  Afd  MOJlydeHus
hapMaLeBTUYECKM LieHHbIX coeauHeHnn o6 wen popmynel |.

YKazaHHoe Bbille onpeaerneHve "Hu3Lwmin' 060-3HayaeT pagukasnbl C YCIOM aTOMOB yrriepoga Mak-CUmMmyMm 7,
npegnoyTMTensHO Ao 4. Ankun o6o3HayYaeT NuHelrHble B0 pa3BeTBIEHHbIE HACbIWEHHbIE Yrie-Bo4opOoaHbIE
pagukarnbl, Takve Kak MeTur, 3Tui, Npomnui, U3onponun unm TpeT.-6ytun. Ankokcn 060-3HavaeT CBA3aHHY0 Yepes
atom Kucropoga ankunb-Hyto rpynmy. [amoreH moxeT o6osHauvate Cl, Br, F wm J. ®apmaueBtuyecku
npvemnemMble KUCINOTHO-aAANuTUBHbBIE COMM BKMOYaOT B ce0S CONMM HEOPraHNMYEeCKUX 1 OpraHUdecKUX KUCIOT, Kak
congHasa kucrnoTta, 6poOMUCTOBOAOPOAHAs KUCMOTa, a3oTHasi KUCMoTa, cepHasd kucnoTta, pocdopHas KucroTa,
JMMOHHasi KWUCMoTa, MypaBbWHas KWCIOTa, (bymapoBas KuCMoTa, MarneuHoBasi KMCHoTa, YKCYCHasi KMCroTa,
SIHTapHas KNCIoTa, BUHHAs KUCINOTa, MeTaHCyNbOKUCIOTa, N-TONyorncynboKncnoTa u Tomy nogobHoe.

R® npeanoyTMTEnsHO 0603HAYaET MeTUn.



41316

Ecrm R® 0603HauaeT MeTur, To 0COBGEHHO MpeanoyTUTENbHBIMM sBRsloTCs coeanHerus, rae R, R® u R*
0603HaualoT BoAopos, a R? 0603HauaeT ranoreH, HU3LUMIA arnkum Ui METOKCH.
HekoTopbiMK, YyKasaHHbIMM B pamkax [aHHOro u3obpeTeHuss Kak o0coBeHHO mnpeanoyYTUTENbHbIE,
npeAcTaBUTE NsIMK KIacca BELLECTB COrnacHo hopmyre | siBnsitoTcst creayroLwme:
(S)-2-(4,4,7-TpumeTun-1,4-gurugpounHgeHo[1,2-bJrmppon-1-1n)-1-Me TMNaTUNaMuH,
(S)-2-(7-meTokcn-4,4-gumevn-1,4-gurngpounHge-Ho[1,2-b]mmppon-1-un)-1-meTmnatmnammH,
(S)-2-(7-a1vn-4,4-gume™n-1,4-gurngpovHgeHo-[1,2-bjrmppon-1-un)-1-Me TMnaTUNaMuH,
(S)-2-(7-memun-1,4-gurngpounHgero(1,2-bJnmp-pon-1-nn)-1-meTuna TMNamuH,
(S)-2-(7-6pom-1,4-gurngpounHaeHo[1,2-bJimppon-1-un)-1-meTMna TunammH,
(S)-2-(7-meTokcmn-1,4-gurngponHaeHo[1,2-b]nmp-pos-1-un)-1-meTnnaTnaMmuH,
(S)-2-(7-xnop-1,4-pgurngpovHaexo[1,2-blJimppon-1-nn)-1-Me TMnaTUNaMuH,
(S)-2-(8-meTokcn-1H-6eH3[glmHaoN-1-1n)-1-Me-TMNaTMnammH.
CoeauHeHust obwen cgopmyrnbl | 1 ux dapma-LeBTUYECKU MPUEMIEMbIE COMM MOTYT BbiTb MOMyYeHb
COrnacHoO M306peTeHMIO crieayoLWwmm nyTeMm:

a) coeamHeHve obLel bopmyrnbl

R81

lla
rie R-R’ umeloT ykasaHHble Bbllle 3HauyeHusi, a R®' oGosHauyaeT nepeBOAMMbIi B aMUHOMPYNMy pa-
Aavikan,

nepeBoasT B COOTBETCTBYIOLLEE aMUHOCOEeAMHEHWE 1

6) Npy Heo6x0AMMOCTM MonyyeHHoe coeguHeHne opMyrbl | NnepeBoaAT B (hapmaLeBTUHECKN NMpUEMIIEMYIO
COfb.

CoeguHeHnst obwernn dopmynsl lla, roe R®  0Go-3HauaeT nepeBoaAVMbIA B aMUHOTPYMMy OCTaToK,
npeanoYTUTENbHO asugorpynmny, aueTMnamMmuHOrpynny Un Kakyo-nmbo gpyryio 3almiLeHHYI0 aMUHOrpynny, MoryT
ObITb MOMyYeHbl, Kak 9TO OMUCaHO HWXe, C MO-MOLLUbIO M3BECTHbIX MeTodoB. Ecrm pagukan R® npegctasnser
cobow a3ugorpynny, To coeauHeHns opmysbl | nomyyatoT nyTeM BOCCTaHOBMEHUS. DTO BOCCTAaHOBMEHNE MOXeET
OCYLLECTBNATLCA C NMOMO-LLBI0 KOMIMIEKCHBIX TMAPMAOB, Kak, HanpuMep, nu-TuianioMmoruapuaa, unm nocpeacTsom
KaTanMTM4ecKoro rmgpupoBaHnsl C MOMOLLBIO METarnfMYeckux Ka-tanm3aTopoB, Kak, Hanpumep, nrnatuHa umm
nannagui. Ecriv B Ka4ecTBe BOCCTAHOBUTENS WUCMOMb3YIOT NUTURanoMornapua, 7o B Ka4ecTBe pacTBoputens
Havnbonee npurogeH npocTton 6e3soAHbIn acup M TeTparngpodypaH. MNpouecc UenecoobpasHo NPOBOAWTL
creaytoLmm o6pasom. MNocne Ao6aBky Mo Kan-nsm coeauHeHns popmynel lla, rae R®' o6oaHauaeT asugorpynny,
B pacTBOp, cofdepxalwmin 6e3BodHbIi pacTBOpUTENb W MMAPWUA, MOMyYEHHYI PEaKUMOHHY0 CMEeChb KUMATAT C
obpaTtHbIM XONOAMIBHUKOM, MOCME Yero rmgponmayloT BOAHbIM PacTBOPOM npocToro adpmpa umim TI® n ocagok
rMAPOOKUCY arMtOMUHNA U NNTUS KUMSATAT C BOAHBIM PacTBOPOM NPOCTOro adu-pa nmm TIo.

Katanutuyeckoe ruapupoBaHMe C MOMOLUbIO  Ka-TanusaTtopoB, HanpuMmep MnatvHel wnv  nannagvs,
Lenecoobpa3Ho OCyLLeCTBNATL NPW KOMHaTHOW TeM-nepatype. B kavectBe pactBoputenen ocCOGeHHO MPUroAHbI
Ana 3Ton uermm BoAda, CnupThl, 3TunaueTtaT, AMOKCaH WIN Xe CMecn 3TUX pacteoputenei. [mapwu-posaHune
uene00061pa3Ho OCYLLUECTBIATL B atMocdepe BoAopoda B aBTOKMaBe unu B annapaTtype ANA BCTPSAXMBaHUS.
Ecrm R®' o06o3HauaeT aleTMnaMMHO-TpYnNny WNM Kakylo-mGO [PYrylo 3allMILEHHYIO aMU-HOrpynny, Kak,
Hanpumep, TpudTOopMeTUNKapboHU-aMmMHo, TO MepeBod B COOTBETCTBYWOLIEE  aMUHOCOe-AUHeHue
OCYLLECTBNAT NyTEM rMaponmaa.

Mwaporma OO COOTBETCTBYIOLMX aMuHocoeduHe-HMn oblelt dopmynbl | oCcylecTBRAsIOT MO M3BECTHOM
MeToavke. MpurogHeIMK ANa 3TOW Lenu ABNSATCA rM'MAPOOKUCU METanmoB, HanpuMep, rMapooKUCL Ha-TPUSE 1IN
Kanus, KoTopble B MPUCYTCTBUM BOAbI W CMELUMBAEMOro C BOJOM OPraHW4eckoro pacTBopuTENs, Kak
STUMEHINUKOSb WU T.N., TMAPONU3YIOT A0 CO-eANHEHUI hopMyrbl |.

Mepeson coeanHeHnn chopMyrbl | B X COOTBET-CTBYIOLLME KUCIOTHO-adaUTUBHBIE COMU OCYLLECTBNSIOT Ha
rnocriegHen ctaguu, T.e. Mocne rMgpvpoBa-HUS UnKn rmgpornmsa 6e3 MPOMEXYTOYHOTO BblAENEeHUsi CoeanHEHW
dopmyrnsl |.

B cuny ux cTtabunmsvpyowmx CBOWCTB OCODEHHO MPUroAHbl And hapmaueBTUYECKOro MPUMEHEHUS CO-In
dymapoBor kucnoTel. OgHako M BCe Apyrve Bbl-LUeYNOMSIHyTble KWCHOTel 0OpasyloT dapmMakonormie-cku
npuemnemMble Conu.

MonyyeHne conen OCyLUECTBASAOT NPU KOMHATHOW TemnepaTtype, B KavyecTBe pacTBopuTenew oco-6eHHO
MPUrofiHbl CIMPTO-3PUPHBLIE cMecu. Tonyde-Hue MPOMEXYTOUHBIX MPoAyKToB dopMyrbl Il, nc-nonb3yemsle Ans
CUHTe3a coeavHeHwn oblen dop-mynel |, npeacTaBneHo Ha cxeme 1 (CM. B koHUe onucanust). [pu aTom Bce
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samectuterm R'-R* umetor 3HaueHus, yKkaszaHHble B popmyrne |I. R®, R u R" o6osHauator metun. Me
obo03HavaeT mMeTMn n Ac - auetun. X TakKe MMeeT 3HadeHue, ykasaHHoe B copmyne |, kpome -CH=LEH -.
MonyyeHne COOTBETCTBYIOLMX coeauHeHWn, rae X o6o3HadvaeT -CH=CH-, npeacTtaBneHo Ha cxemMe 2 (CM. B KOHLE
onvcaHus).

MonyyeHne coeguHeHu cdopmyrbl a2, ucxoaa ms coeauHeHua I, ocywecTBRAKT NpeanoYTUTENLHO
crnegyowmm obpasom.
CoepguHernne opmynbl |l HarpeBaoT ¢ obpaTHbIM XOnogunbHUKOM BMecTe C  3-6yTeH-2-orom, 2,2-

OVMETOKCMMPONaHoOM M KaTanMTUYeCKUMU KonmndyecTBamu N-ToMyoncynbdokMcrnoTel B 6e3BogHOM Tomyo-re. B
APYrom BapuaHTe pacTBOpUTENEM CRAyXUT 2,2-guMeTokcunponaH 6e3 ucnonb3oBaHust Tonyona. B atom crnyyae
peakuMOHHYI0 CMeCb HarpeBalT C 00-paTHbIM XOJIOAUMBHUKOM B 3arofHEHHOM MOJEKYMSPHbIM  CUTOM
BogooTAenmTesne. 3ateM MmonyyeHHble Takum MyTem coeauHeHus hopmynbl [V nepeBogsaT B COOTBETCTBYIOLLME
0KCO3TUroBble coeauHeHns. C aTol uenbio coeguHeHve |V pactBopsitoT B 6e3-B0AHOM pacTeopuTtersie, Hanpumep
B AvxropMeTaHe " MeTaHorse, " npwm Temneparype npuénNn3uTe NbHO
-70°C obpabartbiBatoT 030HOBBIM NMOTOKOM. [Mocrne aToro coeguHeHve popmynbl V MOXeT OblTb LIUKN-30BaHO 40
nvpponauetaMmmHocoeanHeHun. Lieneco-obpa3Ho npumeHsATs npyu a1om N-aueTunaTuneH-aMamuH, a B KadyecTtse
pacTBOPUTENS - TONYON WUMMW YKCYCHYIO KMCIoTy. NMocne okoH4aHns 0OMeHHOW pe-akuumM U OYUCTKU aueTunbHas
rpynna MOXeT, Kak YKa-3blBanoCb Bbllle, OTWENnATbCA U coeduHeHve dop-Mynbl |la2 nepesBoantbcs B
coeauHeHne gopmyrnbl |.

Mcxoas u3 coegumHeHun copmynbl V, npeanoytutenbHO MnyTeM UUKNM3auuMm € Momolpio  1-amuHo-2-
nponaHona B 6e3BOAHOM TOJlyofie C WUCMOSIb30OBaHWEM KaTanmMTUYECKUX KONMYECTB M-TOMYOSICY bOKUC-NOThI
HarpeBOM B BOAOOTAENMTENE MONyvaloT ruapo-kecunbHoe coeuHeHvne dopmynbel 1Ib12. 3atem rmgp-okcunbHas
rpynna no W3BeCTHOW meToauke MoxeT OblTb nepeBedeHa B yXOAslylo rpynny, Hanpumep, obpaboTtkon
XMOpMAOM  CyrnbOKUCIIOTEl, NPeanoyTUTENBHO MeTaHCYIbgoHUXnopnuaoM, B cynbdoHaT. B pesynbTate
obpaboTkn asvgom, npegnoyTUTENbHO as3vaoM HaTpusi, B MOMSIPHOM pacTBopuTerne, kak, Ha-npumep, OM®,
coeamHeHus opmyrbl [Ib12 moryT 6bITb NepeBefeHbl B COOTBETCTBYIOLLME a3ugocoeaun-HeHus oopmynel 11a12,
KOTOpblE, KaK yKa3blBarnocCb Bbllle, NMyTeM BOCCTAHOBMIEHWS a3ugorpynnsl MOryT NepeBOAUTbCH B COeAVHEHMWs
dopmyrbl |.

CoeaunHeHnst bopmyribl V MOryT GbITe MoMy4eHbl corfiacHo cxeme 1 Takke ApYrMm nyTem.

CoepguHenve cdopmynsl Il npeanoytutenbHO Ha-rpesatoT ¢ N,N-oumeTunruapasnHom B atmocdepe aproHa,
rnocrne 4ero nPOBOOAT OTIOHKY C TMOMOLLULI0 KOMOHHbI Burpo. [lonydeHHoe coeanHeHve dopmy-nbl VI
obpabareiBator OMIN (1,3-gumetnn-3,4,5,6-teTparnapo-2(1H)-nmpummamHoH), pacteopsitoT B 6e3sogHoM TId,
oxnaxaarot ao npubnu3nTe NbHO
-75°C n 3atem obpabartbiBaloT H-OyTUNNUTUEM B rek-caHe 1 6pomMaleTanbaerngoumeTunaleTanem.

3atem nonyyeHHoe coeduHeHve dopmynsl VIl ¢ nomouwpto docdatHoro bydepa n gurmgpara xnopu-ga
meaum (I1) B TT® nepeBoasT B coenmHeHue op-myrnbi V.

CornacHo cxeme 1 MoryT BbITb nosydeHbl Takke coegnHeHus chopmynbl [Ib11. 3T coegnHeHnst moryT 6bIT
3aTeM, KaK yka3aHo Bbllwe, nepeBefeHbl B co-eamHeHus 10 dopmynel |. LenecoobpasHo npu atom pabotatb
cnegyroumm obpasomMm. CoeauHenne dop-mynbl I, pactBopeHHoe B ©6e3BogHoM TI®, obpabatbiBaloT
AMN30MPONUIAMUHOM WU H-BYTUANUTMEM, MO-Cre Yero nMpoBoAasaT 0bpaboTKy xropaueToHOM, COOT-BETCTBEHHO 3-
xrnop-2-6ytaHoHoMm. [lonyvyeHHble co-eamHeHust VI HarpesaloT B BogooTgermtene B 6e3-BOAHOM Toryore C
KaTanMTM4ecKuMmn KonmyecTBamu n-TofyoncynbdokucnoTel. 3atem obpabatbiBaloT 1-aMMHO-2-NPOMaHOIOM A0
no nyyeHns coegunHeHun opmynel 11b11.

Ha cxeme 2 npeacTtasneHo nosnydeHve coeguHeHun opmynel [1a22, roe R'-R” umetot 3HaueHus, yKasaHHble
Bbie, a X o6osHauaeT -CH €H-, R'® moxeT npeacTasnats coboil METUMbHYIO NGO TPU-PTOPMETUMLHYIO
rpynmy.

LlenecoobpasHo pabGoTatb crnegywoumm obpa-zom. CoeguHeHve dopmyrbl la nogsepraloT obmeHHOWN
peakuuu B pacTBope, cogepXalleMm TPUaTUI-aMyvH U 3TUIOBbLIN 3mp TPUDTOPYKCYCHON KUCIOTbI B 6E3BOAHOM
pacTBopwuTene, NpeanoyTuTenbHO MeTa-Hore. [ocne yaaneHus pacTBOpUTESA OCTAToOK pac-TBOPSIOT B AMOKCaHe
n obpabareiBatot 406 (2,3-amxnop-5,6-guumaH-1,4-6€H30XMHOH). 3aTeM 3alUUTHYO TPYNMY MOXHO, KaK yKa3aHo
BblLLe, OTLUENNATb OT aMUHOIPYNMbI.

Kak y>xe oTMe4arnoco Bbille, coeanHeHus op-Myrnbl | 1 ux dhapmavleBTU4eckn npuemrembsle conm obrnagatoT
LeHHbIMKU cbapmakonornyeckummn ceorcTtBamu. OHM MOTYT CBA3bIBaTb C CEPOTOHWH-peLen-TopaMu 1 MpUroaHbl
noaToMy A5 NleYeHVs unn npe-aynpexaeHns 6onesHen nnm yHKUMOHaNbHbIX Ha-pYLLEHWIA YMOMSAHYTOMO Bbille
T!Mna, COOTBETCTBEHHO AMNS U3rOTOBIIEHNS COOTBETCTBYIOLLUMX NEKAPCTBEHHbIX CPEACTB.

CesA3biBaHVe npeafiaraemblx MO M300peTeHMio coeauHeHun dopmyrnbl | ¢ CepoToHUH-peuenTopamm
onpeaensny ¢ NoMOLLp0 CTaHAapTHLIX METOAOB in vitro. MNpenapaTbl UCMbITbIBANM B yka3aHHbIX HUWXKe TecTax.

MeTog |

a) Ona ceasbiBaHus 5HTia-peuentopa cormacHo TeCcTy Ha CBs3biBaHWE H-8-OH-DPAT o MeToay
S.J. Peroutka, Biol. Psychiatry 20, 971-979 (1985).

0) Onsa ceAsbiBaHWsA SHT2c-peLientopa corfnacHo TeCTy Ha CBSI3blBaHWE 3H-Me3yr|epr|/|Ha no metoay A. Pazos
et al., Europ. J. Pharmacol. 106, 539-546, cootBeTcTBeHHO D. Hoyer, Receptor Research 8, 59-81 (1988).

B) Onsa cBaAsbiBaHMA 5HT2a-peuientopa cormacHo TECTy Ha CBsA3biBaHWE 3H-|<eTchep|/|Ha no metoay J.E.
Leysen, Molecular Pharmacology 21, 301-304 (1981).

B xofe akcnepumeHToB onpedensnu 3HavyeHus 1Csp NCnbliTyeMbIX BELLECTB, T.e. onpeaensnm KOHUeHTpauuo
B HM, npu KoTopoW BelTeCcHANMMCb 50% CBA3aHHOTO C peLenTopoM fvraHaa.

OnpefeneHHasl TakuMm MyTeM aKTMBHOCTb HEKO-TOPbIX COeAMHEHUM COrfacHO M300peTeHWo M aKTMBHOCTb
HeKOTOpPbIX CPaBHUTENMbHBIX COeAMHEHWUIA MPea-CTaBneHa B Tabn. 1, rae NpuHATHLI crieaytoLume 060-3HavYeHs:
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S)-2-(7-meTokcmn-1 4-gurnapounHaeHo[1,2-b]-imppon-1-un)-1-mMeTMnaTunammH;
S)-2-(7-xnop-1,4-aurugpounHgeHo([1,2-bjmmp-pon-1-nn)-1-MeTMmnaTuNnaMmuH;

S)-2-(8-meTokcu-4,5-gurnapo-1H-6eH3[glvH-gon-1-nn)-1-meTmnaTunammy;
S)-
(

I~~~ —~—~

2-(8-meTokcun-1H-6eH3[glvHaon-1-un-1-MeTMnaTunammH;
1 = (RS)-2-(7-xnop-1,4-gurugpounHaeHo[1,2-b]-mmppon-1-un)-1-MeTMnaTunammH;

22 = (RS)-2-(7-meTokcu-1,4-gurnagpouHgeHo[1,2-b]Jamppon-1-un)-1-mMeTmnaTunammH;

23 = 2-(7-meTokcn-1,4-gurngpounHgeHo(1,2-b]-nmppon-1-un)-a Tunamuy;

28 = (R)-2-(7-meTokcn-1,4-gurngponHgeHo[1,2-blnmppon-1-un)-1-meTunatunamuH;

30 = (R)-2-(8-meTokcmn-4,5-amrngpo-1H-6eH3[g]-mHgon-1-un)-1-MeTmnaTunammH;

31 = (R)-2-(8-meTokcn-1H-6eH3[g]uHaoM-1-1n)-1-MeTUNa TUNI TUNAMUH;

32 = 2-(8-meTokcn-1H-6eH3[glnHaon-1-nn)-aTmn-amuH;

34 = (RS)-1-(1,4-purngpo[1]6eH3onmpaHo[4,3-b]-nmppon-1-un)-1-meTMnaTMnaMmmH;

53 = (RS)-2-(6-xs10p-1,4-gurngponHgeHo(1,2-b]-nmppon-1-un)-1-10 meTnnaTnnamuH;

54 = (RS)-1-(8-meTokcu-1,4-gurnapol[1]6eH3onu-paHo[4,3-b]Jmmppos-1-un)-1-meTmnatunammy;

55 = (RS)-2-(6-meTokcuK-1,4-gurngpouHaeHo[1,2-b]Jimppors-1-un)-1-mMeTmnatunammy;

59 = 2-(8-meTokcu-4,5-gurngpo-1H-6eHs[guH-gon-1-nn)-aTunammy;

64 = (RS)-1-(1,4-aurngpo[1]6eH3oTonmMpaHo[4,3-blrmppon-1-un)-1-MeTMnaTUnammH;

67 = (RS)-2-(8-meTokcu-1,4-gurngpouHgeHo[1,2-b]Jimppor-1-un)-1-mMeTmnaTunammH;

69 = (2RS,4RS)-2-(4-beHun-1,4-gurngponHge-Ho[1,2-blnmppon-1-unn)-1-meTMnaTMNaMuH.

MeTtog Il

a) Ons BbiSIBNEHUs cpoAcTBa coefuHeHus ¢ S5HTia-peuenmopom NPOBOAMIN OMbiTbl MO BbITECHEHWIO C
nomouupto [3H]-5-HT (1 HM) B kadecTBe pa-avonMraHga Ha pekoMOMHMPoBaHHbIX SHT1a-peLen-Topax Yenoseka,
3KCNpPeMMpOBaHHbIX B krneTkax 3T3 Mbiwen. [Mpu 3Tom ncnone3oBanm MeMbpaHbl, NoMyYeHHbIe U3 KNeToK 210° a
TaKKe pasfnyHble KOH-LeHTpaLum COOTBETCTBYIOLLErO UCTbITYEMOro COeAu-HeHUS.

6) Ana ceasbiBaHua 5HT2c-peuenTtopa cornacHo TecTy Ha cBsasbiBaHve [3H]-30 5-HT no metoay S.J. Peroutka
et al., Brain Research 584. 191-196 (1992).

B) Ans cBasbiBaHNA SHTa-peuenTtopa cornacHo TecTy Ha cBssbiBaHve [3H]-DOB no metogy T. Branchek et
al., Molecular Pharmacology 38, 604-609 (1990).

Hwke ykasaHbl 3HadeHust pki (Pki=l0og10Ki) ucnbl-Tyembix BewecTB. 3HadeHue ki paclumdpoBbiBaeTcs Mo
crneaytollen opmyne:

NN bW

Ki - S50
1+ 1
KD s
roe 3HaveHusi |Csg COOTBETCTBYHOT KOHLEHTPAUMSM UCMbITYEMbIX COeAUHEHNN B HM, NMpu KOTOPbIX BbITECHSIIOTCH
50% cBsa3aHHOrO € peuentopoM nuraHga. [L] o6o3HavaeT KoHUeHTpauuio nuraHaa, a 3Havenue Kp npegcrasnseT
co6oW KOHCTaHTy Auccoumaumn m-raHaa.

OnpepeneHHasi Takum NyTeM akTMBHOCTb HEKOTOPbIX COEAMHEHUIA MO M300peTeHuto NpeAacTasneHa B Tabn. 2,
roe npuHsTLl criegyrolme 0603HaYeHus:

1 = cbymapar (S)-2-(4,4,7-tpumenn-1,4-gurna-pouHgeHo[1,2-blnmppon-1-un)-1-metnnatunamumna (1:1);

2 = dymapar (8)-2-(7-meTokcu-4,4-gumeTtun-1,4-gurngpouHaero[1,2-bjrmppon-1-nn)-1-meTunaTun-ammHa
(1:1);

8 = (S)-2-(7-an-4,4-gumeTtunn-1,4-gurngpounHge-Ho[1,2-b]imppon-1-un)-1-memmnatmnammya (1:1);

9 = doymapar (S)-2-(7-dp1op-4,4-anmeTnn-1,4-gu-rngponHgeHo[1,2-blrmppon-1-un)-1-metmnatunamu-Ha (1:1);

12 = dymapat (S)-2-(7-meTokecn-4,4-guatvn-1,4-gurngpomnHaeHo[1,2-blnmppon-1-nn)-1-meTunaTun-ammHa
(1:0,5);

14 = dymapar (S)-2-(7-denun-1,4-gurngpounHge-Ho[1,2-b]Jimppon-1-un)-1-metmnammnammHa (1:0,5);

17 = dymapar (S)-2-(7-amn-1,4-gurngpovHge-Ho[1,2-bJmmppon-1-un)-1-meTunatunamuna (1:0,5);

25 = dpymapar (S)-2-(6,7-andTop-1,4-aurngpo-mHaeHo[1,2-bJrmppon-1-un)-1-metunatunamuna (1:0,5);

26 = dymapar (S)-2-(6-xnop-7-meTokcu-4,4-gu-metun-1,4-gurugpovHaeHol[1,2-b]Jmamppon-1-un)-1-me-
TunaTunammua (1:0,5);

37 = dymapart (RS)-2-(5-xnop-1,4-gurngponHge-Ho[1,2-b)nmppon-1-un)-1-metnnatunamuna (1:0,5);

44 = dymapat (S)-1-metun-2-(7'-metnn-1',4'-gu-rugpocnmpolumkroneHTtaH-1,4"-uiaexHo[1,2-blnmppon]-1-un)-
amnamuHa (1:1);

50 = dymapart (RS)-2-(5-meTun-1,4-gurngpownH-geHo[1,2-bJrmppon-1-un)-1-metunatunamuna (1:0,5).

OpeKuus nooBoro YneHa (y Kpbic)

B xoge akcnepvmeHTOB ObIfio YCTAHOBMEHO, YTO 3PEKUMs MOSIOBOrO YfieHa 3aBUCWT OT CTUMYMPOBaHUS
5HT2c-peuenTopa (cp. Berendsen & Broekkamp, Eur. Journ. Pharmacol. 135, 179-184 (1987)).

B TeyeHne 45 mMuH nocrne BBeAEHMsI NOAOMbLITHEIM XUBOTHBIM WUCMbITYEMOro BellecTBa onpeaensnm Yncro
apekuuin nonosoro YneHa. EDsp 0603HavaeT go3y, Bbi3biBatoLLyo 50% Takmx apekumi (Tabn. 3).

CoegvHenns dopmynbl | 1 dapmaueBTHeCKn MpvemrnemMble agauTUBHbIE COMM KUCMOT COEAMHEHUN
dopmynbl | MOryT HaxoauTb MNPUMEHeHVWe B KavyecTBe IleKapCTBEHHbIX CpPEeACTB, Hanpumep, B BuAe
hapmaLeBTUHecknx npenapaToB. PapmaueBTMHECKMe Npe-napatel MOryT BBOAUTLCA OpanbHO, Hanpumep, B BU-
Ae TabrneToK, MOKPbITbIX NIAaKOM TabneTok, Apaxe, MArKOXKenaTMHOBbIX U TBEPAOXKENaTMHOBLIX Karcyr, pacTBOpPOB,
3MynbCUN MMM CycneH3uin. BBeaeHve, ogHako, MOXeT MPOBOAWTLCA TakkKe peKTanbHO, Ha-mpumMep, B BuAe
CynMno3nTop1eB, NapaHTepansHo, Hanp1Mmep, B Buae pacTBOPOB A1 MHBEKLMIA, UK XKe Yepes HOC.
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Ona uwsroToBneHns dapmaueBTMYECKMX MpenapaToB B coefuHeHus dopMynbl | 1 dapmaueBTuye-cku
npuemnemMble agduTUBHble COMM  KUCMOT coeauHeHnn dopmMynbl | MoryT pobaBnateCA  MHEPTHble B
hapMaLeBTU4ECKOM OTHOLLEHUW, HEOPraHWYecKue UnM opraHn4eckne HarnomnHuTenu. B kavecTBe Tako-BbiX Anst
TabneToK, MOKPbITbIX fTakoM TabneTok, Apa-Ke U TBepAoKeNaTUHOBBIX Kancys UCMOMb3YI0T, Ha-MpUMep, NakTosy,
KYKYPY3HbIV Kpaxmarn uim ero npo-u3BoAHble, TallbK, CTeapMHOBYIO KWUCMOTY MNnu ee co-m u T.n. B kadvectse
HarnonHuTenen ANA MArKoXena-TUHOBbIX Kamncyn MPUroAHbl, Hampumep, pacTuTellbHble Macna, BOCK, XXUpbl,
nonyTeepable 1 Xugkue no-nmonbl n T.n. OgHako B 3aBUCMMOCTU OT TeX UM MHbIX CBOWCTB akTMBHOIO BeLlecTBa
AN MArKoXKerna-TMHOBBIX Kancyn BoobLle MoXeT He noTpeboBaTbCH HUKaKMX HarnonHuTenen. [na usrotosneHus
pacTBOpPOB W CMpPOMOB B KayecTBe HaMoOMHWTENnew MpUroAHbl, Hanpumep, BOAA, MOMWOMbI, TMLEPWH,
pactutenbHoe Macro u T.n. B kayecTBe HanomHUTenemn Ans Cynmno-3auTopueB MPUroAHbl, Hanpumep, NPUPOAHbIE
UM OT-BEPXKAEHHBIE Macna, BOCK, XXVPbl, MOMyXuakMe nmbo xuakue nonvossl v T.0.

dPapmaueBTAHECKMEe MpenapaTtel MOryT codepxaTb, KpOMe TOro, TakKe KOHCEepBaHTbl, BeLIeCcTBa,
crnocobCcTBylOWME  PacTBOPUMOCTY, CTabunmsaTopbl, YBNaXHsOWMe CcpeacTsa, 3aMyrbratopbl, BeLUeCTBa,
ynyyLialoLme BKyC, Kpacutenu, apoMatmsvpyowme BeLecTsa, Conm Ans U3MeHeHNs OCMOTUYECKOTO AaBrieHus,
Oydepbl, obonoykn wnnM aHTrokmcnuterm. OHM MOryT cogepxatb TaKkke Apyrve TepaneBTUYEeCKM LeHHble
BellecTBa.

JlekapcTBeHHble CpeAcTBa, cogepalme coeanHeHve dpopmynbl | unm ero chapmaueBTUHECKN NPU-eMIeMyto
agduTVBHYIO COfMb  KUCIOTbl WM TepaneBTUYECKM WHEpPTHbIV HarnomHuTernb, Takke SBMAAOTCA MpeaMeTom
HacTosILLero n3obpeTeHus, Takke Kak U Cnocob X N3roTOBIEHWS, OTIMYAIOLLMIACA TEM, YTO OAHO MMM HECKOSbKO
coeguHeHun opmynel | n/nnu papmavneBTMdeCKkM NpMeMnemMble agauTMBHBIE COMM KUCIOT BMECTe C OAHUM U
HECKOIbKUMM TepaneBTUHECKN MHEPTHBIMU HaMo MHWTE MM NpeobpasytoT B raneHoByo opmy.

CornacHo n3obpeTteHuto, coeamHeHus obwen dpopmynel |, a Takke ux dapMaueBTUHECKN Mprem-remMble
agavTVBHbIE COMM KWUCKIOT MOMYT MPUMEHSATHCS ANS NeYeHVs UM npeaynpexneHns paccTponcTs LeHTparnbHoN
HEpPBHOW CUCTEMbI, Kak [Jenpeccun, Ou-nonsipHble HapyLlleHusi, COCTOsiHMEe CTpaxa, HapylleHWs cHa |
paccTponcTBa B cekcyanbHOW cdepe, MCu-x03bl, LUM30MPEHUs, MUrpeHn 1 apyrne 6ornesHeHHble COCTOSHWSA,
CBfi3aHHble C TrOMoBHbIMM GomsmMn n 60-NIMM  pyroro Tuna, PacCTPOMCTBA, CBSA3aHHble C  JIMYHLIMU
nepexvBaHVsMU WM HaBSI3YUMBBIMU MAes-MKU, coumanbHas ¢obus MM MPUCTYMbl MaHWKK, MCU-XMYeckue
opraHvMyeckve paccTpoWCTBa, HapyLUeHWs MCUXUKM B OETCKOM BO3pacTe, arpecCMBHOCTb, Hapy-LIEeHUS NamsiTy,
CBSi3aHHble C BO3PACTOM, HapyLLEHMWS OTHOLLEHWI C OKpYXatoLwymu, 6onesHeHHas cTpacTb, oKupeHue, Bynumums n
T.M.; HapyweHWA YHKUMA HEPBHOW CUCTEMbI, BbI3BaHHbIX TPaBMamu, KPOBOW3-NMSIHUE B MO3r, HEepBHO-
AereHepatuBHble 3aboneBaHust U T.4.; HapyLUeHUA B CepOeyHO-COCYAUCTON CUC-TEME, KaK BblCOKOE KPOBSIHOE
AaBrieHne, TPomM603, MHCYMbT U T.4.; XXeNyA04YHO-KMLLEYHbIX PACCTPOWCTB, KaK ANCHYHKLMS MOTOPUKN Xefygo4HO-
KMLIEYHOro TpakTa, W Ans W3roTOBMEHUS COOTBETCTBYIOLUMX fe-KapCTBEHHbIX CpeAcTB. [03MpOBKY MOXHO
BapbMpoBaTh B LUMPOKMX Npegerax, C y4eToM, eCTECTBEHHO, B K&XKAOM OTAENbHOM cry4yae MHAMBuayasnbHbIX 0CO-
O6eHHocTen. lNpu opanbHOM BBeAeHUM 003y HasHadawT B npegenax ot 0,01 wmr (Ha ogHy gosy) oo 500 mr
(cyTouHas posa) coeguHeHus obLien dopMynbl | UM COOTBETCTBYIOWErO KOnMyecTBa ero chap-maueBTUYeckn
npvemnemMon agavTVBHOW COMM KU-CMOTbl, MPUYEM BEPXHSS rpaHuLa, eCcrnim 9TO OKaXeTcs LenecoobpasHbiM,
TaiKKe MOXeT NpeBbILWaTbCS.

Hwke HacTosilee M3obpeTeHne nosicHsieTcs 60-nee nogpobHO Ha npumepax, KoTopble HUKOMM 0bpa-30M He
orpaHvm4uBaioT ero obbem. Bece Temnepatyphbl ykasaHbl B rpagycax Lienbcus.

Mpumep 1

a) PactBop 18,9 r (108 mmornen) 3,3,6-TpumeTnn-1-mHgaroHa, 22,4 mn (0,26 monsa) 3-6yteH-2-ona n 300 mr
n-tonyoncynbcokicrnotsl B 200 mn 2,2-gumeTokcunponaHa B TeyeHve 64 4 KunaTMiM ¢ 06-paTHbIM
XOMOAMMBbHYKOM B BOAOOTAENuUTene, 3arnofiIHEHHOM MorekynspHeiM cutoMm (0,4 HM, rpaHynbl 2 mm). 3atem
peakLUMOHHYI0O CMeCb KOHLUEHTPMPOBanM B BakyymMe W OuYMLIany rnocpenctBOM KOMOHOYHOM xpomartorpadum Ha
cunukarene (rekcad/atunauetart 6:1). Hapsagy ¢ 4,5 r agykta nonydanun 12,7 r (51%) (RS)-2-(2-6yteH-1-un)-3,3,6-
TpymeTun-1-nHgaHoHa B BUAE XXEeNToro Macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 12,7 r (55,6 mmonen) (RS)-2-(2-6yteH-1-un)-3,3,6-Tpume-tns-1-
uHgaHoHa B 200 mn 6e3BogHoro auxropmeta-Ha u 40 mn 6€3BOAHOIO MeTaHoa Npy NepeMeLLMBaHnn B TeyeHne
60 MUH Mponyckann NoTok 03oHa (2,5 r o30Ha/yac). 3atem B pacTBoOp B TeYeHne 5 MWH Npomyckanm Kucnopog u B
TeueHune 10 muH aproH. Mocne gob6asku 6,12 mn (83,4 MMonsa) guMeTun-cynbduaa nepemMeLLmsany B tedeHve 15
4 NP1 KOMHATHON TemnepaType. PeakunoHHyto CMecb ynapw-Banu B Bakyyme, octatok obpabateiBamm 150 mn gu-
XropmeTaHa v nocne gobasku 25 mn Bogbl U 25 MN TPUDTOPYKCYCHOM KACMOThI NepeMeLLmMBani B Teve-Hue 2,5 4
Mpv KOMHaTHOM Temnepatype. 3atem cMech BbimvBanv B 150 mn BoAdbl U Npu nepeMeLLMBaHn HerTpanu3osanm
pobaBkamy € nomollbto wnatens rugpokapboHata HaTpusi. Mocne atoro go-6asmsinn ewe 100 mn BoAbl,
pa3gensnv gasbl 1 BOAHyto hasy ABaxdbl IKCTparnpoBanm AMXIopMe-TaHOM COOTBETCTBEHHO nopuuamu no 150
mn. Co-eanHeHHble opraHndeckue gasbl CyLUMNM Had Cynb-haToM MarHvs U KOHLEHTpupoBanu B Bakyyme. B pe-
synbTate nonydarm 11,3 r (94%) (RS)-2-(2-okco-atun)-3,3,6-TpumeTnn-1-nHagaHoHa B Buge Macna, crerka
OKpaLLeHHOro B XeMTbIl LiBeT.

B) PactBop 2,16 r (10 mmomen) (RS)-2-(2-okcoatun)-3,3,6-tpumeTun-1-nHgaHoHa u 80 wmr n-
Tonyoncynbdokmcnotel B 90 Mn 6e3BO4HOrO TOMyona HarpeBanu B BogooTAenutene. B kunawmi pactsop B
TeyeHne 5 muH no kannsm pgobasnsnu pacteop 3,0 r (40 mmonewn) (R)-1-amuHo-2-nponaHona B 20 mn Ges-
BOAHOrO Tonyora. 3aTeM KUnSTUim eLle B TedeHne 45 MuH, npudem obbem pacTBopuTtens cokpawamm Ao 20 mn.
OCTbiBLUYI0O peaKUMOHHYI0 CMEeCb OuYManM rocpeacTBOM KOMOHOYHOM Xpomartorpadumm Ha cunu-karene
(emnaueTat/rekcaH 1:2). B pesynbtate nony-vyamm 1,5 r (59%) (R)-1-(4,4,7-pumetvn-1,4-gurng-povHaeHo[1,2-
5b]mmppon-1-un)-nponax-2-ona B BUAE KOPUYHEBOIO Macna.
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r) B oxnaxpgeHHbin po 0 pactBop 1,5 r (5,87 mmonen) (R)-1-(4,4,7-tpumetun-1,4-guruapo-nHaeHo[1,2-
blJmmppon-1-un)-nponan-2-oma n 3,27 mn (23,5 mmons) TpuatumamuHa B 50 MmN guxnopmeTaHa  Mpu
nepemMewwmBaHum no kannam pobaensnm 0,91 mn (11,7 MMonen) meTaHCynbOHUNXopuaa u npoJosbkanm
nepeMewwwvBaTtb elle B TedeHne 1,5 4 npu aTon Temnepartype. 3aTeM peakuuoHHyo cMeckb pasbasnsmm 150 mn
AvxropMeTaHa, NPOMbIBanu ABaxdbl HacblLEHHbIM PacTBOPOM rugpokapboHaTa HaTpus nopumsimn no 70 M u
coevHeHHble BoAHble da3bl OAMH pa3 JKcTparvpoBamm ¢ nomowpio 70 mn gu-xropmeTtaHa. CoeAvHeHHble
opraHudeckve dasbl npombiBanM 70 MM HacblWEHHOro pacTBopa Xfopuga HaTpusi, CyWWM Hag cylbdaTtom
MarHMs M ynapvBamm B Bakyyme. [lonyyeHHoe TBepaoe BeLUeCTBO 3e-eHOro LuBeTa pactsopsiiv B 50 mn
6e3BogHoro gu-metundopmamuaa, obpabareianu 0,76 r (11,7 mmonen) asuaa HaTpus U peakUMOHHY0 CMEeCh
HarpeBanu npu nepemelmBaHum B TedeHve 15 4 pgo 60°C. lMocne oxnaxaeHus pacteop BbimBanu B 100 mn
BOAbI M ABaXAbl 9KCTPArnpoBanm ¢ NoMo Lo aTunavleTaTa cooTBeTcTBEHHO nopumsmm no 100 mn. CoeanHeHHble
opraHnyeckue casbl NpombiBanM Mo ogHoMy pady cooTtseTctBeHHO 100 mn Boabl M 100 MN HacCbILWEHHOro
pacTBopa xropuga HaTpus, CyWMnM Hag CcynbdaToM MarHus WM pacTBOp KOHLUEHTpMpOBanM B BaKkyyMme.
MonyyeHHOe Macrno KOpWUYHEBOrO LBe-Ta OYWLanM nocpeacTBOM KOMOHOYHOW Xpomarorpa-um Ha cunuvkarene
(rekcaH/otvnauetat 4:1). B pe-synbtate nmonydamm 1,13 r (68%) (S)-1-(2-asugonpo-nun)-4,4,7-tpumeTnn-1,4-
aurngpouvHaeHo[1,2-blnnp-pona B Buae kpacHoBaToro macna.

a) 1,1 1 (392 wmwmons) (S)-1-(2-as3ngonponun)-4,4,7-tpumeTnn-1,4-gurugpounHaeHo[1,2-blnmppona,
pactBopeHHoro B 50 mn 6e3BoAHOro aTaHona, rma-puposamm B npucytctemmn 110 Mr okicu nnaTtvHel B TedeHve 4
Y. 3areM OTUMBTPOBLIBaNM OT KaTanusatopa, MPOMbIBanM 3TAHOMIOM M PacTBOP OTIOHSANM B Bakyyme.
MonyueHHoe GecuBeTHoe Macro pacteopsinm B 80 mn 6e3BogHOro AuSTUNOBOro adwupa, unbTpoBany U npu
nepemMeLlmBaHum obpabatbiBarmm pactBopom 455 mr (3,92 mmons) dhymapoBow ku-croTel B 15 Mn meTaHona.
3atemM nepemMelmBanv B TeveHue 24 4 npu KOMHaTHOW TemnepaTtype, nocrne 4Yero oTduribTpoBbIBarM Genble
Kpuctannel. B pe-synbTtate nonydarm 805 mr (77%) dymapata (S)-2-(4,4,7-tpumevn-1,4-gurngponHaeHo[1,2-
blmppon-1-un)-1-metnemnamuda (1:1) ¢ T.nn. 196°.

Mpumep 2

a) PactBop 12,1 r (63,7 mmons) 6-meTokcu-3,3-gumeTun-1-mHgaHona, 11,1 mn (0,13 monsd) 3-6yTteH-2-ona u
110 mr n-tonyoncynedokucrnoTsl B 110 mMn 2,2-guMeToKcunponaHa KunaTunM B TeyeHue 67 4 ¢ obpaTHbIM
XOMOAMMBbHVKOM B BOAOOTAENMTENe, 3a-MOSfHEHHOM MornekynsapHbeiM cutom (0,4 HM, rpaHyrbl 2 mm). 3atem
peakLMOHHYI0O CMeCb KOHLEHTPMpPOBanu B BakyymMe W OuYMLIany rnocpencTtBOM KOMOHOYHOM xpomartorpadum Ha
cunukarene (rekcan/guatunoseln acup 4:1). Hapsgy ¢ 4,64 r agykta nonyyanm 5,86 r (38%) (RS)-2-(2-6yteH-1-
un)-6-meTokcu-3,3-aMme-Tur-1-MHaaHoHa B BUAE XEToro macna.

0) Yepes oxnaxaeHHbii oo -70°C pacteop 5,86 r (24 mmons) (RS)-2-(2-6yTeH-1-un)-6-meTokcu-3,3-gumeTnn-
1-nHpoaHoHa B 100 mn Ge3BogHoro guxnop-meTaHa M 20 mn 6e3BOAHOIO MeTaHona Mpu nepe-MeLumMBaHum
nponyckanu B TedeHne 40 MuH MOTOK 030Ha (3 I 030Ha/yac). 3aTeM B pacTBOp B TeYeHWe 5 MWH mponyckanm
kucrnopogd v B TedeHve 10 muH ap-roH. Nocne go6askn 2,64 mn (36 mmonewn) gumeTun-cyneduaa nepemMeLumsan
B TeyeHve 4 4 Mpu KOM-HaTHOW TemnepaTtype. PeakuMoHHyl0 CMeCb ymapvBanmu B Bakyyme, OCTaToOK
obpabareiBarm 60 mn au-xrnopmeTtaHa v nocne gobaeku 10 mn Boabl M 10 MmN TPUPTOPYKCYCHOWM KUCTOTHI
nepemMeLVBanv B Teye-Hue 2 4 Npu KOMHaTHOW Temnepatype. 3ateM cmecb BbimBanu B 100 mn Bogbl v npwu
nepemMeLBaHMn HenTpanu3oBanu gobaskamu C MOMOLUpIO LWinaTens rmgpokapboHata HaTpus. Nocrne aToro
pobasnanm ewe 50 mn Boapl, asbl pasgensmm M BogHylo a3y ABaxdbl JKCTparMpoBarm C MOMOLLbLO
avxnopmeTaHa coOTBeTCTBeHHO nopumsiMu no 150 mn. CoeduHeHHble opraHudeckue asbl CyLWMan Hag
cynbdaTtom MarHus u KOHUEeHTpupoBanm B Bakyyme. B pesynbTtate nonyyamm 4,94 r (89%) (RS)-2-(2-okcoatun)-6-
mMeTokcuK-3,3-aumeTun-1-MHgaHoHa B Bge Macria XenroBaToro userTa.

B) PactBop 4,94 r (21,3 mmons) (RS)-2-(2-okco-a1un)-6-meTokcun-3,3-aumeTvn-1-uHgaHosa n 220 mr n-
Tonyoncynbdokucrotel B 200 mn 6e3BogHOro To-nyona Harpeeanu B Bogootaermtene. B kunawwmii pacteop B
TeyeHne 5 MuH no kannmsm gobasnanu pacteop 6,39 r (85,2 mmonen) (R)-1-amunHo-2-nponaHona B 40 mn
6e3BoaHoro Tonyona. 3aTeM Ku-nATUNM eLle B TeveHue 45 MuH, npuyem o6beM pac-TBopuTens cokpatlanmm go 40
Mn. OCTbIBLYIO peak-LMOHHYI0 CMeChb OYMLLANM MOCPeACTBOM KOJIOHOYHOWM XpomaTorpadum Ha cunvkarene
(auatunosein adup/rekcaH 7:3). B pesymbtate nonyvarm 3,42 r (60%) (R)-1-(7-metokcu-4,4-gumetun-1,4-
anrnapovH-geHo[1,2-blnmppon-1-un)-nponaH-2-ona B BUAE KO-pUMHEBOrO Macra.

r) B oxnaxgeHHein po 0° pactBop 3,42 r (12,7 mmonen) (R)-1-(7-meTtokcu-4,4-gumeTun-1,4-
avrngpowvHaeHo[1,2-b]Jmmppon-1-uny-nponan-2-ona n 7,3 mn (50,8 mmonen) TpuatunamuHa B 70 mn aw-
XropmeTaHa Mpu nepemelmBaHum gobasnsanu no ka-nnam 2,0 mn (25,4 Mmonei) MmeTaHcyrnb@OHUNXIo-puaa u
nepemeLlwmBamv elle B TeveHne 1,5 4 npu aton Temnepartype. 3aTeM peakLMoHHy cMeck pas-6asnsnu 170 mn
AvxrnopmMeTaHa, ABaxAbl MPOMbIBanM HacblWEHHbIM PacTBOPOM rugpokapboHaTta Ha-TpUs COOTBETCTBEHHO
nopumsimun no 90 MN 1 coeAuHeHHbIe BOAHblE da3bl OAWH pa3 aKCTparnpoBamm ¢ nomoLubio 70 Mn guxrnopmeTaHa.
CoeavHeHHble op-raHndeckune asbl npomMbiBarm 90 M HacblLLEHHOMO pacTBOpa Xfopuaa HaTpus, CYLUMN Hag,
cynbdaTtoM MarHus v ynapusanu B Bakyyme. [lonydyeHHoe 3ene-Hoe macro pacteopsmv B 70 mn 6e3BogHoOro
avme-tundopmammnga, obpabateiBanu 1,35 r (20,4 MMo-nei) a3uga HaTpWsA U HarpeBanu peakuMoHHY CMecCh
npu nepemeLlmBaHum B TedeHne 20 4 go 60°. Mocne oxnaxaenus pacteop Belmeamm B 100 Mn BoAbl U TPWXKAbI
3KCTparvpoBanmyM CcOOTBETCTBEHHO nopumsmu no 100 mn atunaudetata. CoeduHeHHble opraHudeckue dasbl
npoMbIBamu no ogHoMy pasy cootseTcTBeHHO 100 mn Boapl M 100 MmN HacblLIEHHOrO pacTeopa xropuaa HaTpus,
focrne 4ero Cywmnu Hajg Cynb-hatom MarHvMs M KOHUEHTpMpoBamM pacTBOp B Ba-kKyyme. [lonyveHHoe macrno
KOPWYHEBOrO LiBETa Ouu-iany nocpeacTBOM KOJIOHOYHOWM xpomartorpadum Ha cunuvkarene (rekcan/atunauerar
4:1). B pesymbtate nonydsarm 1,89 r  (50%) (S)-1-(2-a3ngonpormn)-7-meTokcu-4,4-gumetni-1,4-
aurnapovHaeHo[1,2-b]mmp-pona B Buae Xentoro macna.
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a) 1,89 r (6,38 mmonen) (S)-1-(2-asngonponun)-7-meTokcn-4,4-gumeTun-1,4-gurnapounHaeHo[1,2-bl-nmppona,
pactBopeHHoro B 100 mn 6e3BogHOrO aTa-HoMa, rMgpypoBany C NMoMOLLBIO OKUCK MAaTHbI B TedeHne 2 4. 3atem
0TUMbTPOBbLIBaNM OT KaTanu3aTtopa, NMPOMbIBanv 3TaHONIOM U PacTBOPUTENb yAandnu B Bakyyme.

MonyyeHHoe GecupeTHoe macno pacteopsim B 100 mn 6e3sogHoro auatunosoro adwvpa, hunbTposanm 1
npu nepemMelmBaHnmn obpabateiBanu pactBopoM 740 mr (6,38 MMonen) doymapoBoi kucnoTel B 15 mMn MmeTaHona.
B TeyeHve 15 4 nepemelmBany npu KOMHaTHOM TemnepaType u 3aTeM oTdunbTpoBbIiBanm 6enblie kpyucTanmsl. B
pesynbTate nonyyanu 1,46 r (60%) dpymapara (S)-2-(7-meTokeu-4 4-gume-mn-1,4-gurngpovHaeHo[1,2-bjimppon-
1-un-1-metnn-atunamuHa (1:1) ¢ T.nn. 181°.

Mpumep 3

a) Pacteop 9,3 r (57,3 mmonen) 6-meTokcu-1-uHgaHoHa, 11,8 mn (0,14 monsa) 3-6yteH-2-ona n 100 mr n-
Tonyoncynbcokucnotel B 100 mn 2,2-gu-MeTokcunponaHa B TeveHne 64 4 kunatumm ¢ o6-paTtHbiM
XOMOAMMBbHMKOM B BOAOOTAENuUTene, 3arnofiIHEHHOM MoneKynspHeiM cutoMm (0,4 HM, rpaHynbl 2 mm). 3atem
peakuMOHHYI0 CMeCb KOHLEHTPMpOBanM B BakyymMe M OuvLiany rnocpenctBOM KOMOHOYHOM xpomarorpadum Ha
cunukarene (rekcaH/ouaTtunoBbli admp 4:1). B pesynmbtate nonydarm 9,2 r (74%) (RS)-2-(2-6yteH-1-un)-6-
MeTOKCK-1-MHOaHOHa B BMAE XXen-Toro Macna.

6) Yepes oxnaxgeHHblh go -70°C pactBop 15,2 r (70,3 mmonewn) (RS)-2-(2-6yteH-1-un)-6-meTtokcu-1-
wHoaHoHa B 250 mn GessogHoro guxiopmetaHa M 50 mn 6e3BogHOrO MeTaHomna npu nepemeLLMBaHmnmn
nponyckanu B TeyeHne 80 MMH MOTOK 030Ha (3 r 030-Ha/4ac). 3aTtem B pacTBOp Npomyckanu B TeyeHwe 5 MuH
kMcrnopoa u B TedeHne 10 MuH aproH. Mocne go6asku 7,75 mn (105 mmonewn) aumeTnncynbguaa nepemeLLmsan
B TeyeHve 15 4 nMpu KOMHaTHOW TeM-mepatype. 3aTeM peakuMOHHYI0 CMeCb ynapusBanu B Bakyyme, OCTaTok
obpabareiBarn 250 mn guxrnopme-TaHa U nocne fo6aekv 25 mn Boabl M 25 Mn TPUTO-PYKCYCHOWM KUCTOTHI
rnepemMeLuBany B Te4eHne 3 4 npu kKoMHaTHoW Temneparype. [ocrne aToro peakuMoHHy0 cMech BblmBanm B 150
M BOAbl M MpU Mepe-MeLvBaHun HenTpanua3oBamm, 4obaBrsas ¢ NOMOLLbIO LnaTens rmgpokapboHat HaTpus.
3atem pobaensarm ewe 100 mn Bogbl, a3bl pasgensam M BoOAHylo hasdy [OBaxAgbl 3IKCTparnposanm
AMXIIOpMEeTaHOM COOTBeTCTBEHHO ropuuamm no 150 mn. CoeauHeHHble opra-Hudeckve dasbl Cymnu Hag
CcynbdaTtoM MarHusl, KOHLEHTPUpoBarM B BakyyMe W MONyYeHHbIN CbIPpOM MPOAYKT KpucTannuMs3oBarm U3
AnaTMoBoro adu-palrekcarHa. B pesynbTtate nonyyanu 12 r (83%) (RS)-2-(2-okcoaTtun)-6-meToKeH-1-MHaaHoOHa B
BMAE XKeJTToBaToro TBepaoro Bewectsa ¢ T.nn. 59°.

B) Pacteop 2 r (9,8 mmonen) (RS)-2-(2-okco-aTun)-6-meTokcmn-1-nHagaHoHa n 80 Mr n-Tonyoncynb-hoKUCIOThI
B 70 mn 6e3BogHOrMO Tofyona HarpeBanu B BogooTaenurene. B kunsawmn pacteop B TeyeHue 5 MuH no kannsam
pobasnanm pacteop 2,94 r (39,2 mmonen) (P)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tomyomna. 3atem
Kunatunm ewe B Teye-Hve 30 MuH, nMpuyem oGbeM pacTBoputens cokpawanm o 20 mn. OcTbiBLyO
peakLMOHHYI0 CMeCb O4M-LLann NOCPeACTBOM KONIOHOYHOW XpomaTorpadum Ha cunukarene (3atunaueTar/Tonyon
1:1). B pesynbtare nonydamm 1,5 r (63%) (R)-1-(7-meTtokcu-1,4-gurnapo-nHaeHo[1,2-b]nmppon-1-un)-nponaH-2-
ona B BuZe TBepaoro Bewectsa ¢ T.nn. 75°.

r) B oxnaxgeHHbin go 0° pacteop 1,5 r (6,2 mmonewn) (R)-1-(7-meTokemn-1,4-gurugpounHaeHo-[1,2-bjnmppon-1-
un)-nponaH-2-ona n 3,45 wmn (24,6 mmona) TpuaTunammHa B 50 MR guxropmeTaHa Mpy nepemeLLMBaHumn
pobasnanu no kannsm 0,96 mn (12,3 mmornein) MeTaHCcyNbOHUNXIoOpMaAa 1 nepe-MeluvBanu eLle B TedeHve 1,5
Y Mpu 3TOoN TemnepaTtype. 3aTeM peakumoHHyl cMmecb pasbasnsanm 200 mn guaTtunosoro adwvpa, ABaxAbl
MPOMbIBaNN HacCblLLUEHHbIM PacTBOPOM rnapokapboHaTta HaTpus COOTBETCTBEHHO ropuusMu no 70 mn u
coefVHeHHble BoAHble pasbl akcTparvpoBarm oauH pa3 70 mn Agu-atunosoro adupa. CoeanHeHHble
opraHunyeckve a-3bl NpombiBanM 70 M HacbIWEHHOro pacTBopa XMo-puaa HaTpus, CYLUMIM Hag cyrfbdatom
MarHusi 1 Bbl-mapueanu B Bakyyme. lMofydeHHOe Macrnio KOpM4YHeBOro uBeTa pacTBopsim B 60 mn 6e3BogHoro
anmve-tundopmamunga, obpabatsisanu 0,77 r (11,8 MMo-nen) asvaa HaTpUs U peakUMOHHYK CMEChb HarpeBanv
npu nepemMeLmBaHum B TeveHne 15 4 go 60°. MNMocne oxnaxaeHwst pacteop Bbirmeanv B 140 Mn BoAbl U ABaX bl
3KCTparvpoBamM C MOMOLLbIO AMITUIOBOrO 3admpa cooTBeTcTBEHHO nopuuamu no 140 mn. Co-eavHeHHble
opraHmyeckue asbl npombiBany no og-Homy pasy 100 mn Boabl 1 100 Mn HacbIWEHHOrO pacTBopa Xropuaa
HaTpWs, CyLUIMIM Hap CyNbdatoM MarHus U KOHLEHTpMpOoBamm pactBop B Bakyyme. [lo-nyyeHHoe KOpuuyHeBOe
Macro ouYuLanM NocpeAcTBOM KOMOHOYHOM xpomaTtorpadum Ha cunvkarene (Tony-on). B pesynbTate nonyyanm
1,0 r (60%) (S)-1-(2-a3ngonpommn)-7-meTokcu-1,4-gurngpounHgeHo[1,2-b]-nmppona B Buge 6ecuseTHOro Macna.

a) 1 r (3,7 mmons) (S)-1-(2-asmgonponun)-7-meT-okcn-1,4-gurngpovHaeHo[1,2-blnmppona, pacTBOpeHHOro B
50 mn 6Ge3BogHoro aTaHomna, rugpupoBarm ¢ rnomolpto 100 Mr okucu nnaTvHbel B TeveHne 4 4. 3a-Tem
OTUMbTPOBbLIBaNM OT KaTanusaTtopa, NPOMbIBarv 3TaHOMNIOM U pacTBopuTENb yaansamm B Bakyyme. lMonyveHHoe
becuBetHoe wMmacno pactBopsim B 100 mn  6e3BogHOro AuaTunoBoro advpa, dunbTpoBaimM n - mpu
nepemelwmBaHum obpabarteiBarm pactBopom 240 mr (2,07 mmons) dpymapoBon kucrnotel B 20 Mn mMeTaHona.
3atem nepemewmBanm B TeyeHvne 18 4 npu KOMHaTHOM Temneparype, rnocrie 4ero oT-PunbTPOBbIBaNM Gernble
Kpuctannbl. B pesynbtate nonydanm 870 mr (77%) dymapara (S)-2-(7-meTtokcu-1,4-gurugponHgeHo[1,2-
b]mmppon-1-un)-1-metun-atunamumna (1:0,5) ¢ T.nn. 206°C.

Mpumep 4

a) Pacteop 20,2 r (0,12 mons) 6-xmop-1-uHgaHoHa, 25 mn (0,29 wmons) 3-6yten-2-ona u 200 mr n-
TonyoncynbgokucnoTel B 25 mn 2,2-gumeT-okcunponaHa n 200 mn 6e3Bo4HOrO Tonyona Kunatumm B TedeHue 16
4 C obpaTHbIM XOMoAWINbHUKOM. 3a-TeM peakUMOHHYId CMeCb KOHLUEHTpMpOoBamM B BaKyyme W ouvwanv
NMOCPeACTBOM KOFIOHOYHOW Xpomato-rpadum Ha cunuvkarerne (rekcan/guammnosbii acpmp 5:1). B pesynbTate
nonyyanm 10,3 r (39%) (RS)-2-(2-6yTeH-1-un)-6-xnop-1-MmHaaHoHa B Buae XeJroro macna.

6) Yepes oxnaxaeHHbin go -70° pacteop 10,3 r (46,7 mmonen) (RS)-2-(2-6yteH-1-un)-6-xnop-1-nHagaHoHa B
200 mn 6e3BogHoro anxropmeTtaHa 1 100 mn 6e3Bo4HOrO MeTaHOMa NPU NepeMeLLMBaHUK MPONycKanm B TeYeHne
45 MuH NoTok o30Ha (3 r 030-Ha/yac). 3aTtem B pacTBOp MPOMNyckanu B Te4eHne 5 MuH kucropod v B TedeHne 10
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MuH aproH. MNocne po6aeku 5,13 mn (70 mmonen) gumeTtuncynbduaa nepemewmBany B TeveHne 16 4 npwu
KOMHaTHOM TeMmnepaTtype. PeakumoHHyld cmecb ynapvBanu B Bakyyme, ocTatok obpabatbiBarm 60 mn
avxropMeTaHa v nocne go6asku 15 mn Bogbl 1 15 Mn TpUdTOPYKCYC-HOM KUCAOTHI NepemeLlumBav B TeveHue 3 4
npy KOMHaTHOM TeMmnepaType. 3aTteM cmech BbimmvBanv B 150 Mn BOAbl M HEWTPanM3oBamm npu nepemMeLLmMBaHny,
pobasnsas ¢ nomolpto wnartensa rmgpokapboHat Hatpus. MNMocne atoro gobasnanu ewe 100 mn Bogbl, dasbl
pasgensamm n BoaHyto a3y ABax4bl IKCTparnpoBanm ¢ NMoMoLLbio AUXIopMeTaHa COOTBETCTBEHHO MOPLMSIMA MO
150 mn. CoeanHeHHble opraHudeckue dasbl CyLMM Hag cynbdaTtoM MarHusi, KOHLEHTPUPOBanM B Bakyyme U
Mofy4eHHbIN CbIPOW MPOAYKT KpUCTannusoBamm M3 atunaueTatal/rekcaHa. B pe-synbTtate nonyvamm 8,29 r (85%)
(RS)-2-(2-okco-atnn)-6-xmnop-1-nHaaHoHa B Buge 6ernoro tBepgoro Belectsa ¢ T.nn. 80°C.

B) PactBop 2,5 r (12,0 mmornen) (RS)-2-(2-okcoaTtun)-6-xnop-1-nHgaHoHa n 100 mr n-Tonyoncy-nbgokncnoThbl
B 120 mn 6e3BoAgHOro Tonyona HarpeBanv B BogooTtaenurerse. B kunawmn pacTBop B Te-4eHne 5 MUH Mo kannam
pobasnanm pacteop 3,6 r (47,9 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tomyona. 3atem
kmnaTunm ewe B TeyeHune 30 MuH, npudem obbem pacTBopuTens cokpawamm o 20 mn. OxnaxgeHHyto
peakuMOHHYI0O CMEeCb OYMLLAnM MoCpPeACTBOM KOFIOHOYHOM XpomaTtorpadum Ha cunukarene (3tunaueTar/Tonyon
1:1). B pesynbTate nonyyamm 2,42 r (81%) (R)-1-(7-xnop-1,4-gurngpouHgeHo[1,2-bJamppon-1-un)-nponaH-2-ona B
BMAE KOPUYHEBOro Macna, KoTopoe HenocpeaCTBEHHO VMCMONb30Banv npy NpoBedeHnn nocrneayoLen peakumum.

r) B oxnaxgenHbii go 0° pacteop 2,42 r (9,8 mmonen) (R)-1-(7-xnop-1,4-gurupgpounHaeHo[1,2-b]-nuppon-1-
un)-nponax-2-ona n 548 mn (39,1 mmo-nen) TpuatunamvHa B 70 Mn guxsiopmeTtaHa npu ne-pemeLumBaHmnm
pobaensanm no kannsm 1,53 mn (19,54 mmoneit) MeTaHCyNbOHUNXIIopuaa U nepe-MeLumBany ewle B tedeHue 1,5
Y npu 3TON Temne-patype. 3arteM peakuMOHHYl0 cmecb pasbaenanu 200 mn guatunosoro 3adupa, ABaXAbl
NMPOMbIBarM COOTBETCTBEHHO mopumsMn no 70 MM HacblWEHHbIM PacTBOPOM ruapokapboHaTa Hatpus K
coefVHeHHble BoAHble da3bl IKCTParnpoBanm oAvH pa3 ¢ nomowpio 70 mn guatunosoro adupa. CoeanHeHHble
opraHuyeckve dasbl npoMbiBamm 70 MM HaCbILWEHHOIO pac-TBopa Xfopuaa HaTpus, CyWwuiM Hag cyfbdaTom
MarHMs 1 ynapvBanu B Bakyyme. [lonyvyeHHoe kopudHeBoe Macro pactesopsim B 50 mn 6e3BogHoro au-
MeTundopmMmamuga, obpabatbiBanu 1,27 1 (19,54 mmonei) asuga HaTpusi M PEaKUMOHHYHD CMeChb Mpu
rnepemMeLBaHUn Harpesanu B TeveHve 15 4 go 60°. MNocne oxnaxaeHns pacteop Bbirmeamm B 100 mn Bogb! U
ABaXX bl 9KCTParnpoBanm ¢ NoMOLLp AMITUIIOBOro adhmpa cooTBeTCTBEHHO nopumsimmn no 140 mn 1 oguH pas 70
mMn aTunauveTtata. CoeanHeHHble opraHuyeckve asbl NPoMbIBamM no ogHomy pa-3y 100 mn Bogbl 1 100 mn
HaCbILWEHHOro pacTBopa Xfopuaa HaTpusi, CyWMnuM Hag cynbdaroM MarHMs U pacTBOp KOHLUEHTpvpoBanu B
Bakyyme. [lonyyeHHoOe KOpMYHEBOE MAacrio O4MLany nocpeAacTBOM KOFIOHOYHOWM Xpomatorpadum Ha cunukare e
(tonyon). B pe-symbTate nomyyanm 1,5 r (56%) (S)-1-(2-a3ugo-nponun)-7-xrop-1,4-aurngpovHgeHo[1,2-
b]Jnmppona B Buae macna.

a) 1,5 r (5,5 mmonen) (S)-1-(2-asuponponmn)-7-xnop-1,4-gurnaponHaeHo[1,2-bJimppona, pacTBopeH-HOro B
50 mn 6Ge3BogHOro aTaHona, rugpvpoBan ¢ nomolwpstk 150 Mr okncy nnatmHbl B TeveHne 14 4. 3artem
OTUMbTPOBbLIBaNM OT KaTamMsaTtopa, NPOMbIBarM 3TAHOSIOM U yaansnm pactsoputerb B Bakyyme. [MonyveHHoe
b6ecuseTHoe wmacno pactBopsim B 100 mn  6e3BOAHOrO  AMITUIOBOrO adhupa, unbTpoBarmM w  nmpu
nepemMeLmBaHun obpabateiBanu pactsopom 306 r (2,64 mmons) oymapoBon kucrnoTbl B 20 Mn MeTaHomna. 3ateM
nepemMeLvBanv B TeyeHne 3 4 Npu KOMHaTHOW TemnepaType, nocre 4Yero oT-punbTpoBbIBanm 6enble KpucTanbl.
B pesymbtate nonydarm 1,12 r (67%) dymapata (S)-2-(7-xrnop-1,4-aurmgpounHgexo[1,2-bjamppon-1-un)-1-
mMeTunaTun-amuda (1:0,5) ¢ T.nn. 197°.

Mpumep 5

a) PactBop 2 r (9,2 wmmonen) (RS)-2-(2-okcoaTtun)-7-metokcu-1-tetparioHa u 100 wmr n-Tony-
oncynbdokmcnoTsl B 90 Mn 6e3B0A4HOrO Tonyorna Ha-rpesany B Bogootaenurene. B kunawmii pactsop B TedeHne
5 mMuH no kannam gob6asnanu pacteop m3 2,78 r (37 mmonen) (R)-1-ammHo-2-nponaHona B 20 mn 6e3Bo4HOMO
Tonyona. 3atem kumaTunu ewe B Teyenne 30 MWH, npudem ob6bem pacTBopuTens cokpawamm o 25 mn.
OxnaXAeHHyl0 peakuMOoHHYl0 CMeCb OuvuWany MOCPeACTBOM KOMOHOYHOM Xpomato-rpadvu Ha cunukarene
(emnaueTat/Tonyon 1:1). B pe3ynetate nonydamm 2,25 r (94%) (R)-1-(4,5-gurnapo-8-metoku-1H-6eHs[glvHgon-
1-un)-nponaH-2-ora B BuAe KOPWUYHEBOTO Macrna, KOTOpoe HernocpeACTBEHHO MCMOMb30BanmyM B MocreayloLlen
peakuum.

0) B oxnaxaeHHbin go 0° pacteop 2,25 r (9 mmo-nen) (R)-1-(4,5-guruapo-8-metokcun-1H-6eH3[g]uH-gon-1-
un)-nponaH-2-un n 5 mn (36 Mmonen) Tpuatmn-amuHa B 60 mn guxriopmeTaHa npu nepemeluvBaHum JobaBnamm
no kannsm 1,4 mn (18 Mmonen) MeTaH-cynbOHUINXNopuaa U nepeMeLLmMBany ewwe B tede-Hue 1,5 4 npu aton
TemnepaTtype. 3aTeM peakuMoHHyto cmecb pasbasnsnn 300 mn gustvnoBoro adumpa, ABaxAbl NpOMbIBaM
HacbILEHHbIM PacTBOPOM rua-pokapboHaTa HaTpus cOooTBeTCTBEHHO mnopuusMu no 100 mMA M coeAnHeHHble
BoAHble pasbl OAWMH pa3 aKkc-TparvpoBarmm ¢ nomowpto 100 mn guatunosoro adu-pa. CoeAanHeHHble
opraHndeckve dasbl npombiBarM 100 MmN HacbIWEHHOrO pacTBOpa Xropuga HaTpusi, CyLUMnM Hag cynbdaTtom
MarHusi n yrnapveamm B Ba-kyyme. [MonydyeHHOe mMacno KOpU4YHeBOro LBeTa pac-tBopsrm B 50 mn 6e3BogHOro
anmeTtnndopmammaa, obpabarteiBarm 1,17 r (18 Mmonen) asuga HaTpust M NPU NEPEMELLMBAHUM PEAKLNOHHYH
cMmecb HarpeBarm B TeveHue 15 4 go 60°. MNocne oxnaxaeHus pac-TBop BbimBanm B 140 mn BoAbl U ABaXAbl
3KCTparnpoBany cooTBETCTBEHHO nopumsimu no 140 mn gn-atunosoro adupa. CoeanHeHHble opraHuyeckue da-
3bl NpoMbIBanu Mo ogHomy pasy cootBeTcTBeHHO 100 mn Boabl M 100 Mn HacbIWEHHOro pacTBopa Xro-puaa
HaTpWs, CyLWMAM Hag CyNbdaToM MarHusi U pacTBOP KOHLUEHTpUpOBanM B Bakyyme. [lofniyyeHHoe KopuuHeBoe
Macno ouyuLanM NocpeacTBOM KOMOHOYHOM xpomMaTtorpadum Ha cunvkarene (tonyon). B pe-synbTate nonyyanm
1,78 1 (71%) (S)-1-(2-a3vngo-npormn)-4,5-guruapo-8-metoken-1H-6eHs[glvHgona B Buae GecuBeTHOro macna.

B) 2,78 r (9,8 mmonen) (S)-1-(2-asngonponun)-4,5-aurngpo-8-metokeu-1H-6eHs[gluHgona, pacTBOPEHHOro B
100 mn 6esBogHOro aTaHona, rmapuposarm B mpucyTcTBuM 280 Mr okMcK nnaTuHbl B TeveHue 16 4. 3atem
OTUMLTPOBbLIBANM OT KaTanusaTopa, NPOMbIBanM 3TaHOMOM W pacTBOpuTeNb ygansamu B Bakyyme. 700 mr (2,7
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MMond) rnonyyeHHoro 6GecuBeTHoro macrna pacteopsim B 100 mn 6e3BogHoro Au-atmnoBoro  adupa,
unbTpoBamM 1 Npu nNepemeLMBaHMm obpabatsiBanm pactBopom 317 mr (2,7 mmo-ns) coymapoBow kucrnoTsl B 20
MN MeTaHona. 3aTeM MepemMelmBanM B TeyeHMe 2 4 MpuM KOMHAaTHOM TeMm-mepaTtype, Mocre 4ero
oTdunbTpoBbIBanM 6ernble kpuctannbsl. B pesynbtate nonydanu 820 mr (81%) dpymaparta (S)-2-(4,5-aurngpo-8-
meTokcu-1H-6eH3[g]-mHgonn-1-un)-1-meTunatnnamumna (1:1) ¢ T.nn. 193°.

Mpumep 6

a) PactBop 19,7 r (0,13 monsa) 6-dpTOp-1-MHOa-HoHa, 27,0 mn (0,31 monsa) 3-6yteH-2-orma u 200 mr n-
Tonyoncynbgokucnotel B 200 mn 2,2-guMeToKcK-nponaHa B TeyeHne 67 4 kunatuim ¢ obpatHbIM - XO-
NoAWMbHUKOM B 3arofIHEHHOM MorekynsapHeiM cutom (0,4 HM, rpaHynbl 2 MM) BogooTgermTene. 3atem pe-
aKUMOHHYI0 CMeCb KOHLEHTpUpOBamM B BakyymMe M OuMLiany nocpeacTBOM KOFIOHOYHOW XpomaTtorpadmm Ha
cunukarene (rekcad/guatvnoBbii adup 4:1). B pe-aynbtate nonydanun 18,9 r (71%) (RS)-2-(2-6yteH-1-un)-6-
TOpP-1-MHOAHOHA B BUAE XKEeNToro macrna.

6) Yepes oxnaxgeHHeln go -70° pacteop 18,9 r (92,5 mmonen) (RS)-2-(2-6yteH-1-un)-6-dT0p-1-MH-4aHOHa B
300 mn 6e3BogHoro guxnopmMeTaHa n 60 mn 6e3BogHOMO MeTaHosa npy NepemMeLLMBaHuM NPonyckamm B TeYeHue
100 mMuH noTok o30Ha (3 r o3oHa/yac). 3atem B pacTBOp B TedeHue 5 MUH Npo-fyckanv KUCMopoA 1 B TeveHne 10
MuH aproH. MNocne go6aekn 10,2 mn (140 mmonen) avmeTuncynbduga nepemMelumBanu B TeveHve 16 4 npu
KOMHaTHON TeMm-nepartype. PeakuuMoHHyl0 CMecb yrnapusBanuM B Bakyy-me, ocTatok obpabatbiBanu 300 mn
AvxrnopMeTaHa u nocne gobasku 43 mn BoAbl 1 43 Mn TpUPTOPYKCYC-HOM KACHOTEI NepemMeLumBav B TeveHue 3 4
npv KOM-HaTHOM Temnepartype. 3aTeM cmecb Bbimmeamm B 200 M BoAbl M NPy NepeMeLunMBaHny HenTpanusoBanw,
pobaBnsas Ha KOHYMKe wnatens rugpokapboHaTt Hatpus. MNocne atoro gobasnsanm ewe 100 mn Bodbl, dasbl
pasgensmnM n BogHylo hasy ABaxAdbl SKCTparM-poBany COOTBETCTBEHHO nopumsmu no 200 mn gu-xriopmeTaHa.
CoeavHeHHble opraHudeckne asbl Cy-lMnM Hag CcynbdaToM MarHus, KOHUEHTPUMpOBanM B Bakyyme MU
MOJSTyYeHHbIV CbIPOW NMPOAYKT KpMCTannun-soBany u3 uatunoBoro acdwmpal/rekcaHa. B pesynbTtate nonyvarm 16,5 r
(92%) (RS)-2-(2-okcoaTtun)-6-cbTop-1-MHAaHOHa B BMae TBepAoro 6enoro BelecTsa ¢ T.nn. 62°.

B) PactBop 1,92 r (10 mmonew) (RS)-2-(2-okcoatun)-6-cbTop-1-mHgaHoHa 1 80 Mr n-Tonyoncy-nbOoKUCIOThI B
90 mn 6e3BogHOro TONyona Harpe-sanu B BogooTAenurene. B kunsawmii pacTBop B Te-4eHne 5 MWH Mo kanmsm
pobaenanm pacteop 3,0 r (40 mmonen) (R)-1-amuHo-2-mporniaHona B 20 mn 6e3-BogHoro Tonyora. 3atem
npogoskamM knmaTMTe ewe B TedeHne 30 MuH, npudem ob6bem pacTBopuTens co-kpawamm go 20 mn.
OxnaXAeHHyl0 peakUMOoHHY0 CMeCb O4vuWany MOCPeACTBOM KOMOHOYHOM Xpomato-rpadmu Ha cunukarene
(eamnaueTat/Tonyon 1:1). B pe3yneTtate nonyyanu 1,73 r (75%) (R)-1-(7-dbT0p-1,4-AurnagpounHgeHo[1,2-bjmmpporn-
1-vn)-nponaH-2-ofia B BuAe KOPWYHEBOro Mmacna, KoTopoe 0e3 A0-MOMHUTENbHOW OYMCTKA MCMOMb30Banv B
rocreayto-Lein peakuum.

r) B oxnaxaeHnHbii go 0° pactBop 1,73 r (7,5 mmonen) (R)-1-(7-¢dp1op-1,4-gurngpounHgeHo(1,2-b]-nuppon-1-
un)-nponaH-2-ona n 4,2 mn (29,9 mMMo-nen) TpuatunammHa B 60 Mn guxnopmeTaHa Mpu ne-pemeLuBaHmnmn
pobaenanm no kannam 1,17 mn (15,0 Mmmonen) meTaHcynboHUNXIoOpyaa N NepeMe-wWBamv elle B Tevenune 1,5
Y npu 37O TemnepaTy-pe. 3aTteM peakuMoHHYI0 cMecb pa3basnsmim 150 mn guatnrosoro adupa, ABaxAbl
MPOMbIBaIM COOTBET-CTBEHHO MopumsiMu no 60 MM HacbILWEHHOro pacTBo-pa ruapokapboHata HaTpus U
coefVHeHHble BodHble da3bl OAMH pa3 aKcTparmposamm ¢ nomowpio 70 mn guatunosoro adupa. CoeanHeHHble
opraHunyeckve dasbl nMpomMbiBanm 70 M HacblLWEHHOro pacTBopa Xfopuaa HaTpusi, Cywmniv Hag cyrbdatom
MarHusi 1 ynapmBamu B Bakyyme. [MoflydeHHOe Macro KopuuyHe-BOro upeta pactsopsim B 50 mn 6e3BogHoro
anme-tundopmamuga, obpabarteiBarm 973 mr (15 Mmmonen) asuaa HaTpUsi U peakUMOHHYI CMEeCb Mpu NepemMe-
LWMBaHWUKM HarpeBamm B TeveHne 15 4 go 50°. Mocne oxnaxaeHust pacteop Bbirmeanm B 110 mn Bogbl 1 aBaxabl
9KCTparvpoBam cooTBeTCTBEHHO nopumsMu no 110 mn guaTtunosoro admpa v oguH pas 60 mn aTvnauerara.
CoeavHeHHble opraHuyeckve asbl MpoMbiBamM Mo ogHoMmy pasy cooTtBeTcTBeHHo 80 mn Boabl M 80 mn
HacCbILEHHOro pacTBoOpa Xropuga Ha-Tpus, CyLMiM Hag CcyfbdaTtom marHus U pacTBOpP KOHLUEHTPMpOBanM B
Bakyyme. lNony4yeHHOe KOpUYHEBOE MAacrio oYMLianM NocpeacTBOM KONIOHOYHOW Xpo-Martorpadum Ha cunvkare e
(Tonmyon). B pesynmbtate nonydamm 750 Mmr (39%) (S)-1-(2-asumgonponumn)-7-d1op-1,4-amrngponHgeHo[1,2-
blrmppona B Buge Gec-LBeTHOro macna.

a) 750 mr (2,9 mmons) (S)-1-(2-asngonponun)-7-¢pTop-1,4-aurngponHgeHo[1,2-bjimppona, pacTBOpPeHHOro B
40 mn 6e3BogHOrO 3TaHomMa, rMapuvpoBanu B MPUCYTCTBMM 75 Mr okucu nnatuHbl B TeyeHne 15 4. 3atem
OTUMbTPOBbLIBANM OT Katanusartopa, NPOMbIBaiM 3TaHOMOM M pacTBOpUTESNb OTFOHAMM B Bakyyme. lMonyveHHoe
becusetHoe Macrno pacTtBopsim B 100 mMn 6e3BogHoOro AuaTunoBoro admpa, unbTpoBariM W MpuU
nepemMeLumBaHun obpabateiBanmm pactsopom 370 mr (1,46 MMons) doymapoBon kucrnoTtel B 20 M aTaHomna. 3atemM
nepemMeLLVBanv B TedeHre 3 4 Npy KOMHaTHOW TemnepaTtype, nocre Yero oTunbTpoBbIBamm 6erble KpucTansbl.
B pesynbtate nomyyanu 460 mr (54%) cdymaparta (S)-2-(7-ptop-1,4-gurng-pounHaeHo[1,2-blnmppon-1-un)-
meTunaTunamuHa (1:0,5) c t.nn. 194°.

Mpumep 7

a) Pacteop 1,5 r (5,9 mmonew) (S)-2-(4,5-gnrng-po-8-metokeu-1H-6eHs[glvHgon-1-nn)-1-meTnaTun-amunnHa,
0,74 r (7,3 mmonen) TpuatunamuHa u 1,04 r (7,3 mmonei) aTunosoro acumpa TpudpTopykcycHom kucnoTel B 100 mn
6e3BogHOrO MeTaHoma rnepemewmBann B TeyeHue 27 4 Mpu KOMHaTHOM Temnepatype. [locrne OTroHku
pacTBOpUTENS B BakyyMe ocTatok pacteopsim B 100 mn 6e3BogHoro avokcaHa, gobaensmm 1,56 r (6,9 Mmonen)
006 v kunsaTunu B Tedenne 1,5 4 ¢ ob6paTHbIM XonoAnnbHUKOM. 3aTeM peaKLUOHHYI0 CMeCb KOHLEHTpMpOBani B
Bakyyme, 1 0CTa-TOK OYMmLLany rnocpeacTBoM KONIOHOYHOM XpoMaTo-rpadum Ha cunmkarene (guxrnopmeTaH/aueToH
4:1). B pesynbtate nonydam 1,2 r (59%) (S)-N-[2-(8-meT-okcu-1H-6eH3[gluHaon-1-un)-1-meTuna tmn]-tpmudptop-
aueTamuga B Buae TBePAOro CBETIO-KOPUYHEBOO BellecTBa, kKoTopoe 6e3 JanbHenwewn nepekpucTan-nisaumm
1cronb30Banu B nocreyoLwen peakumm.
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6) Cmecb m3 1,2 r (34 mmonda) (S)-N-[2-(8-meTok-cn-1H-6eH3[gluHaon-1-un)-1-meTnnaTun]-tpudTop-
aueTtamuga, 1,2 r (21 MMonb) rugpookncy kammst B 3 Mn BoAbl M 50 Mn MeTaHona KuUnatuim B TeveHne 3 4 ¢
obpaTtHbIM XONoAMIbHUKOM. 3aTeM peakuMoHHY0 cmech BbirvBamm B 100 mn 1H HaTpoBoro Lwerno-ka, ABaxabl
3KCTparMpoBasnm CoOOTBETCTBEHHO nop-uusmu rno 100 mn auatnnosoro adupa v ognH pas 100 mn atunaverara,
coevHeHHble opraHuyeckue dasbl oauH pas npombiBany 150 MM HacblLWEHHOTO pacTBopa XJiopuga Hatpus u
cywmnu Hag cyrnbda-Tom marHus. Mocne KoHueHTpauum B Bakyyme ocTa-Tok pacteopsiim B 100 mn 6e3sogHoro
AnaTMnoBoro adupa, punbTpoBarm 1 npu nepemelmeaHun obpa-6atbiBanm pactsopom 398 mr (3,4 mMmons)
dymapo-son kucrnoTel B 30 Mn MeTaHona. 3atem nepemeluvBany B TedeHne 16 4 Mpu KOMHaTHOW Temnepartype,
rocrie yero oTunbTPOBbIBanM Genble kpuctannbl. B pesynetate nonydanu 780 wmr (73%) dpymapara (S)-2-(8-
meTokcu-1H-6eH3[gluHgon-1-un)-1-metmnatun-amuna (1:0,5) ¢ T.nn. 208°.

Mpumep 8

a) PactBop 9,1 r (48,3 mmons) 6-a1un-3,3-aumeTni-1-nHgaHoHa, 9,98 mn (0,12 monga) 3-6yteH-2-ona n 250
Mr n-tonyoncynedokucnotel B 100 Mn 2,2-aMmeTokcunponaHa B TeyeHve 88 4 kunatviM ¢ obparHbIM
XOMOAMMBbHVKOM B BOAOOTAENMTENe, 3a-MOfHEHHOM MornekynspHeiM cutom (0,4 HM, rpaHyrbl 2 mm). 3atem
peakLUMOHHYI0O CMeCb KOHLEHTPMpOBanu B BakyymMe W OuYvLIany nocpegctBOM KOMOHOYHOM Xxpomarorpadum Ha
cunukarene (rekcaH/amaTunosbiv adup 6:1). B pesynbtaTte Hapsagy ¢ 2,0 r agykra no-nydamm 8,2 r (70%) (RS)-2-
(2-6yTeH-1-nn)-6-at1n-3,3-aMmeTN-1-MHAAHOHA B BUAE XEeNToro macna.

6) Yepes oxnaxaeHHbln go -70° pacteop 8,2 r (33,8 mmonen) (RS)-2-(2-6yteH-1-un)-6-a1n-3,3-gumem-1-
wHgaHoHa B 120 mn 6essogHoro guxyop-meTtaHa u 30 mn 6e3BogHOrO MeTaHora Mpu nepe-meLumBaHumn
nponyckanM B TevyeHve 40 MWH MOTOK o30Ha (3 r 030Ha/vac). 3aTem pacTBOp MpoAyBarM B TeyeHne 5 MuH
kMcrnopogom n B TedeHne 10 muH ap-roHom. lNocne pgobaeku 3,72 mn (50,7 mmonen) gu-metuncynbduga
nepeMewwvBanM B TevyeHve 16 4 nNpm KOMHaTHOW TemnepaType. PeakuMOHHyI0 CMeCb yhma-pvBanM B Bakyyme,
octatok obpabareiBarm 100 mMn guxrnopmeTaHa u nocrne gobasku 15 mn Boabl U 15 Mn TpudTOpPYKCYCHOM
KMCIOTbl MepemMeLlBanv B TedeHne 2 4 npu kKoMHaTHoON Temnepartype. 3ateM cmeck BolvBanm B 100 mn Bogbl 1
npy NepeMeLLMBaHMM HerTpanmmn3osanu, JobaBnss Ha KOHYMKe Lna-Tend rugpokapboHaT Hatpus. Mocne aToro
pobasnanm ewe 50 mn Boabl, hasbl pasgensny 1 BoOAHY a3y ABaKObl 9KCTparmpoBanm COOTBETCTBEHHO Mop-
umamm no 100 mn gmxnopmeTaHa. CoeauHeHHble op-raHuyeckue dhasbl Cylwmnm Hag cynbdatoM MarHus u
KOHLleHTpMpoBamu B Bakyyme. B pesynbTtarte nonydanu 7,55 r (97%) (RS)-2-(2-okcoatun)-6-a1un-3,3-gu-metun-1-
WHOaHOHa B BMAE XXenToBaToro macna.

B) PactBop 2,3 r (10 mmornen) (RS)-2-(2-okco-atun)-6-atunn-3,3-aumetns-1-uHgaHoHa n 80 mr n-To-
nyoncynedokmcnotel B 90 mn 6e3BogHOro Toryoria HarpeBanM B BogooTAenmtene. B kunawmn pacteop B
TeyeHne 5 mMuH no kannam go6aensinm pacteop 3,0 r (40 mmonen) (R)-1-ammHo-2-nponaHona B 40 mn Ges-
BOAHOrO Tomyona. 3aTeM npogoipkamm KunaTUTb elle B TedeHne 45 MuH, mpudem obbem pacTtBopuTens
cHuxancs o 20 mn. Oxnax4eHHY0 peakUMOHHYI0 CMeCb OYMLLANnM NocpeacTBOM KONIOHOYHOW XpomaTo-rpadum
Ha cummkarene (guaTtunoBeln adup/rekcaH 3:2). B pesynstate nonyyamm 2,45 r (91%) (R)-1-(7-a1vun-4,4-gumeTun-
1,4-purvgpounHaeHo[1,2-blnimppon-1-un)-nponaH-2-ona B BUAE KpacHOro macna.

r) B oxnaxaeHHsin go 0° pacteop 2,4 r (8,91 mmonen) (R)-1-(7-a1un-4,4-aumetni-1,4-gurng-ponHaeHo[1,2-
blmppon-1-un)-nponan-2-ona n 4,97 mn (35,6 mmonen) TpuaTunamuHa B 50 M Agu-xrmopmeTaHa npu
nepemelwvBaHun gobasnsmm no ka-nnam 1,39 mn (17,9 mmonei) mMeTaHCynb(OHUIXIO-pMAa M NpogoIpKanm
nepemewmBaTb elle B TeveHne 1,5 4 npu aton Temnepatype. 3ateM peakumoHHyto cmecb pasbasnsnm 100 mn
avxrnopmeTaHa, MNPOMbIBany [ABaXAbl COOTBETCTBEHHO mMopuusmu no 70 MmN HacblLWeHHOro pacTBopa
rmgpokapboHata HaTpusi U CcOeduHeHHble BodHble (ha3bl 3KCTparMpoBarm OAWMH pa3 ¢ nomowpto 70 mn
anxnopmeTaHa. CoefvHeHHble opraHundeckue asbl npombiBanm 90 MM Hacbl-LEHHOro pacTBopa Xxropuga
HaTpus, CyLUIMM Hag cyrnbdaroM MarHvst 1 yrnapveanu B Bakyyme. [ony-4eHHOe 3efieHoe Macro pacTBOpsiv B
50 mn 6e3-BogHoOro gumeTtunidopmamumaa, obpabarteiBarm 1,16 r (17,8 MMonen) asnga HaTpus U peakUMOHHYHO
CMECb Npu nepemMeLLnBaHuM HarpeBanu B TedeHue 17 4 go 60°. MNocne oxnaxaeHust pacTBop Bblmmearm B 70 mn
BOAbl W TPWKAbl JKCTparMpoBanM CcooTBeTCTBeHHO mopuusammn no 100 mn ammnaudetata. CoeAnHeHHble
opraHvuyeckve dasbl NPOMbIBarM NMo 04HOMY pa3y cooTBeTCTBEHHO 70 mMn BoAbl 1 70 MN HaCbILLEHHOTO pacTBopa
Xropvga HaTtpws, CywumM Hag cynbdaToM MarHusi U pacTBOp KOHUeEeHTpupoBarm B Bakyyme. [lo-nyyeHHoe
KOPUYHEBOE MAacrio o4MLianM focpPeacTBOM KOMIOHOYHOW XpoMaTtorpadum Ha cunukarene (rek-caH/guaTUIoBbIN
acup 4:1). B pesymbrate nonyvarm 1,44 1 (55%) (S)-1-(2-asugonpommn)-7-atni-4,4-gu-metni-1,4-
aurngpovHaeHo[1,2-b]imppona B BUae mMacna KpacHoro useTta.

a) 1,44 r (4,89 mmons) (S)-1-(2-asmponponun)-7-atun-4,4-gumeTun-1,4-gurngpouHgeHo[1,2-blnmppo-na,
pacTtBopeHHoro B 50 mn 6e3BogHOro ataHona, rmapmposany B npucyTcteun 140 Mr okucu nnaTuHel B TeveHue 1,5
4. 3aTeM OTWUNLTPOBLIBANIM OT KaTa-fM3atopa, NPOMbIBanM 3TAHOIOM W PacTBOP OTIOHANW B BakyyMme.
MonyyeHHoe 6GecuBeTHoe Macno pac-tBopsinv B 120 mn 6e3BogHoro AuatunoBoro admpa, unsTpoBarm u
obpabartbiBanm nNpu nepemMeLLMBaHumM pacteopoM 568 mr (4,89 mmonst) pymapoBoi ku-cnoTel B 15 Mn MmeTaHona.
3atem nepemewwmBanu B TeyeHue 15 4 mpy KOMHaTHOW TemmnepaTtype, nocrne 4yero oTdunbTPoBbLIBAIM Gerble
kpuctannel. B pe-synbtate nonysanm 1,04 r  (55%) cymapata (S)-2-(7-91un-4,4-gumeTtun-1,4-
avirmgpovHaeHo([1,2-bjnmppon-1-un)-1-metunatmnamuda (1:1) ¢ T.nn. 178°.

Mpumep 9

a) Pacteop 10,0 r (56,1 mmonen) 6-d1op-3,3-gumeTun-1-nHgaHoHa, 11,1 mn (0,13 monsa) 3-6yTeH-2-oma m
200 mr n-tonyoncynebdokucrnoTsl B 200 Mn 2,2-guMeTokcunponaHa B TedeHve 96 4 kunatuim ¢ obpaTtHbiM
XONoAUIbHYKOM B BOoJooTAernuTene, 3a-MoflHeHHOM MonspHbeiM cutom (0,4 HM, rpaHynbl 2 Mm). 3atem
peakLUMOHHY0 CMeCb KOHLIEHTPUPOBAnM B BakyymMe W O4YMLIaNM nocpeacTBOM KOMIOHOYHOW xpomatorpadum Ha
cunukarene (rekcan/atunauetar 8:1). B pesynbtate Hapsgy ¢ 11,9 r sgykra nonyyanu 3,38 r (26%) (RS)-2-(2-
6yTeH-1-un)-6-dp1op-3,3-au-meTnn-1-MHaaHoOHa B BMAE XKeNToro macna.
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6) Yepes oxnaxaeHHbin go -70° pacteop 3,38 r (14,6 mmonen) (RS)-2-(2-6yteH-1-un)-6-dT1op-3,3-aumeTvn-
1-vHgaHoHa B 75 mn 6e3BogHoro guxrnop-meTtaHa M 15 mn 6e3BogHOro MeTaHona Mpu nepe-MeLuvBaHum
nponyckamm B TeveHve 30 MuWH noTok o3oHa (1,5 r o3oHa/yac). 3aTtem pacTBOp MpoAdyBanM B TeyeHue 5 MuH
kucropogom u B Teyenne 10 muH ap-roHom. [lMocne pobaskm 1,6 mMn (21,8 Mmonb) avMe-tuncynbduaa
nepeMewwvBanm B TeyeHve 17 4 npu KOMHaTHOW TemnepaType. PeakuMoHHyl0 CMecCb yhma-pvBanM B Bakyyme,
ocTatok obpabateiBarm 40 Mn guxnopmeTaHa u nocrie Aobasku 5 mn BoAbl U 5 Mn TPUTOPYKCYCHOM KUCTOTHI
rnepeMewmBanM B Teye-HMe 2 4 Mpu KOMHaTHOW Temneparype. 3ateMm cmecb BblmBanu B 90 mn Bogbl U
HelTparmsoBanM Mpu ne-pemewmBaHum, [obaBnAs C MOMOLWplO wWwnaTens rugpokapboHat Hatpus. [anee
pobasnanm ewe 50 mn BoAdpbl, hasbl pasgenamm u BogHy a3y ABaxAbl dKCTparMpoBanM COOTBETCTBEHHO
rnopumsamu no 100 mn gmuxnopmeTaHa. CoeguHeHHble opraHudeckue asbl CyWMM Hag cynbdartom MarHus u
KOHLeHTpMpoBamu B Bakyyme. B pesynbtarte nonydam 3,04 r (95%) (RS)-2-(2-okcoatun)-6-ctop-3,3-aumetvn-1-
MHOAHOHa B BUAE XXenToBaToro macna.

B) PactBop 3,04 r (13,8 mmonen) (RS)-2-(2-okco-amn)-6-dT1op-3,3-aumeTun-1-uHgaHoHa n 110 mr -
Tonyoncynbgokucnotel B 100 mn 6e3BoAHOMO ToMyo-na HarpeBany B BogooTaenmTene. B kunawwmn pac-TBop B
TeyeHne 5 MuH no kannsm gobaenanu pac-tBop 4,14 r (55,2 mmonen) (P)-1-amuHo-2-npona-Homna B 40 mn
6e3BogHoro Tonyorna. 3atem mpoJospkamM KMnaTUTb elle B TeyeHue 45 MuH, npudem o6b-em pacTBopuTens
cokpawanca go 20 mn. Oxmax-OeHHYl0 peakuMOHHYId CMeCb O4vulany MoCPEeACTBOM  KOFIOHOYHOM
Xpomatorpadum Ha cunukarene (3mmnauetat/Tonyon 1:1). B pesynbTtate nonyyam 2,0 r (56%) (R)-1-(7-cbTop-
4 .4-pyumeTun-1,4-gurnaponnHae-Ho[1,2-blnppon-1-un)-nponaH-2-ona B BUAe KOpUY-HEBOIO Macra.

r) B oxnaxaeHHbii go 0° pacteop 2,0 r (8,15 mmonen) (R)-1-(7-cptop-4,4-gumeTun-1,4-gu-rugpovHaeHo[1,2-
blmppon-1-un)-nponaH-2-ona n 4,52 mn (32,6 mMonen) tpuatunammHa B 60 mn gu-xnopmeTtaHa Mpu
nepemewvBaHn gobasnsamm no ka-nnsm 1,27 mn (16,3 mmonein) mMeTaHCynbOHUIXO-pMAa U MPOSOIDKanM
rnepemMelwBaTtb elle B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMoHHyt0 cMecb pasbasnamm 100 mn
AvxropMeTaHa, ABaxAbl MPOMbIBarM COOTBETCTBEHHO mMopuusamMyM no 60 M HacblWEHHOro pacTBopa
rmgpokapboHata HaTpuMs U coeduHeHHble BogHble a3kl OAMH pa3 aJKcTparvpoBarM C nomowbto 60 mn
anxrnopmeTaHa. CoeduvHeH-Hble opraHudeckue asbl npombiBarm 70 MM Hacbl-LUEHHOro pacTBopa xropuaa
HaTpus, CyluMnM Hag cynbdatom marHusi U ynapueBanu B Bakyyme. [lony-4eHHOoe Macrio KOpUYHeBOro LBeTa
pactBopsarm B 50 mn 6e3sogHoro gumetundpopmamumga, obpabateianu 1,07 r (16,3 Monen) asuga HaTpusi 1
peakuMOHHYI0O CMeCb MpW MepemeLuvBaHWM Harpesanu B Tede-Hne 16 4 go 60°. Mocre oxnaxgeHuss pactsop
Bboim-Banu B 30 80 mn BoAbl M TPUXAbl 3KCTParMpoBanM COOTBETCTBEHHO nopuuamu no 70 mn atunaueTarta.
CoeavHeHHble opraHuyeckne dhasbl MpoOMbIBaMM MO OOHOMY pasy cooTBeTcTBeHHo 70 mn Boabl M 70 mn
HacCbILWEHHOro pacTBopa Xfopuaa HaTpusi, CyWMnuM Hag cynbdaroM MarHMs U pacTBOp KOHLUEHTpvpoBanu B
Bakyyme. lNonyyeHHOe KOpUYHEBOE MAacrio O4u-Liany KOFIOHOYHOW XpomaTorpadmen Ha cunukarene (tomyon). B
pesynbtate nonydamm 1,22 r (54%) (S)-1-(2-asmgonponun)-7-dTop-4,4-aumetvn-1,4-gurngpo-nHaeHo[1,2-
b]Jnmppona B BMAae xentoro macna.

a) 1,22 r (4,29 mmona) (S)-1-(2-asugonponun)-7-gpTop-4,4-aumeTun-1,4-gurnaponHaeHo[1,2-bjnmppo-na,
pactBopeHHoro B 100 mn 6e3BogHoro ataHoma, rmgpuposany B npucytcteum 120 Mr okucK nnaTuHbl B TedeHve 2
4. 3aTeM OTUIbTPOBLIBaNMM OT KaTanu-3aTopa, MPOMbIBaMM 3TAHOSIOM M PacTBOPUTENb OT-TOHSANMW B Bakyyme.
Mony4eHHoe GecuBeTHoe Macro pacteopsim B 150 mn 6e3BOAHOrO AMSTUOBOrO adhupa, punbTpoBamm 1 npm
nepemelwmBaHum obpabatbiBarm pactBopom 498 mr (4,29 mmons) dpymapo-Boi kucrnoTel B 20 Mn MeTaHona.
3atem npogomkamm nepeMewvBaTb B TevyeHMe 15 4 MpM KOMHATHOM Tewm-nepatype, Mocre 4ero
oTuUnbTpoBbIBanM Oernble kpuctaniel. B pesynstate nmonyvarmm 1,12 r (70%) dymapara (S)-2-(7-cbTop-4,4-
anmetun-1,4-gurngpo-nHgeHo[1,2-blrmppon-1-un)-1-metmn-atunamuHa (1:1) c T.nn. 211°.

Mpumep 10

a) PactBop 14,2 r (97,3 mmonen) 6-metun-1-uHgaHoHa, 20,1 mn (0,23 mons) 3-6yten-2-oma 1 140 mr n-
TonyoncynbdokucrnoTel B 140 mn 2,2-gu-meToKcunponaHa Kunatuim ¢ 00paTtHbIM XONoAWMbHUKOM B TeYeHue 69 Y
B BOAOOTAENMTENE, 3arofIHEHHOM MONeKynspHbiM cutom (0,4 HM, rpaHymnbl 2 Mm). 3atemM peakuUoHHY0 CMechb
KOHLUEHTpMpOoBarm1 B BakyymMe MW Ouulanm MocpeACTBOM KOMOHOYHOM XxpomaTtorpadum Ha cunvkarerne
(rekcan/gnatvnoBeii acdup 5:1). B pesynbtate nonyvarm 16,3 r (83%) (RS)-2-(2-6yteH-1-un)-6-metun-1-
MHOaHOHa B BMAE XeSToro macna.

6) Yepes oxnaxaeHHbin go -70° pacteop 16,3 r (81,4 mmonewn) (RS)-2-(2-6yteH-1-un)-6-meTnn-1-mHgaHoHa B
300 mn 6e3soaHoro guxnopmeTaHa n 60 mn 6e3BoAHOMO MeTaHoma Mpy NepemeLuMBaHuM Nponyckan B TeYeHue
80 MuH MoTok 030Ha (3 r 030-Ha/yac). 3aTeM pacTBOp NpoAyBanu B Te4eHue 5 MUH KUCIIopoAoM U B TedeHne 10
MUH aproHom. lNMocne go6aeku 8,95 mn (122 mmons) gumeTuncynbduaa nepeMmelmBany B tedeHne 15 4 npum
KOMHaTHON TeM-nepatype. PeakuuoHHyl0 CMecb yrnapuBanu B Bakyy-me, ocTatok obpabateiBamm 300 mn
anxnopmeTaHa u nocne gobasku 40 mn Bogpl M 40 Mn TPUPTOPYKCYC-HOW KUCIOThI NEPEMELLIMBAN B TedeHue 3 4
npv KOMHaTHOW TemnepaTtype. 3aTeM cMmech BblrvBanv B 200 M Bogpl U NPy NepemMeLlnBaHny HeTpanusosanw,
nobaenas ¢ nomolblo wnatens rmgpokapboHat Hatpus. lMocne atoro gobasnsnu ewe 100 mn BoAwl, dasbl
pasgensnM u BoAHylo hasy ABakAbl KCTparvpoBanu COOTBETCTBEHHO nopumsmu no 200 mn gu-xropmeTaHa.
CoegvHeHHble opraHndeckue @asbl Cy-lUMAM Hag cynbdaToM MarHus W KOHLEHTpUpoBanuM B Bakyyme.
MMonyyeHHbIN CbIpOW MNPOJYKT MepeKkpu-cTannM3oBbliBanM u3 AuMdTUINoBoro adwmpalrekcaHa. B pesynbTate
nonyyanu 12,7 r (82%) (RS)-2-(2-okco-atvn)-6-metnn-1-mHaaHoHa B BMAE >KENTOro TBepAoro BellecTtsa C T.nm.
53-54°.

B) PactBop 2,82 r (15 wmmonen) (RS)-2-(2-okcoatun)-6-metnn-1-mHgaHoHa u 100 w™mr n-tonyon-
cynbdokmcrnoTsl B 100 mn 6e3B0AHOMO ToMyona Ha-rpeBany B BogooTaernmTene. B kunawmin pacteop B TeYeHue 5
MUH no kannsm gob6aensnm pacteop 4,51 r (60 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6e3-BoAHOMO
Tonyona. 3atem NpoAosKanM KUnaTuTb elle B TedeHne 45 MuH, npudem ob6beM pacTBopuTens co-kpaliancs Ao
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20 mn. OxnaxgeHHy0 peakLMOoHHY0 CMECh OYMLLAnM NocpeAcTBOM KONIOHOYHOWM XpoMaTto-rpadpum Ha cunukare ne
(ammnaueTat/Tonyon 1:1). B pesynbTtate nonyyam 2,7 r (79%) (P)-1-(7-meTtun-1,4-gurnapouHaeHo[1,2-bjamppon-
1-vn)-nponax-2-ona B BUAe KOPMYHEBO-3e/eHOro Macna.

r) B oxnaxaeHHbin go 0° pacteop 2,7 r (11,9 mmonen) (P)-1-(7-metun-1,4-guruapouvHgeHo-[1,2-blrmppon-1-
un)-nponaH-2-ona u 6,7 mn (47,6 MmMmonen) TpuaTunamumHa B 75 MmN guxriopmeTa-Ha Mpu nepemeLumMBaHum
pobaenanm no kannsm 1,8 mn (23,8 Mmons) meTaHcynboHUNXIOpMAA M NPoAoSDKanM NepeMelLnBaTth eLle B
TeyeHue 1,5 4 npm aTon TemnepaTtype. 3aTeM peakuMoHHyto cMecb pasbasnamm 200 mn guxnopmeTtaHa, ABaxbl
Npo-MbiBanM COOTBETCTBEHHO nopumaMu no 90 MM Hacbl-LWEHHOro pacTBopa rugpokapboHata HaTpus u co-
euHeHHble BOoAHble hasbl oAWH pa3 akcTparupoBanM ¢ nomolpbto 90 mn guxrnopmeTtaHa. CoeauHeHHbIe op-
raHnyeckve dasbl npomMbiBarm 100 mMA HacbiWEHHOro pacTBopa Xropuga HaTpus, CyLMM Hag cylbdaTom
MarHus 1 ynapusanu B Bakyyme. [lonyd4eHHoe macro KopudHeBoro uBeTa pacTtBopsiiv B 70 mn 6e3BogHoro
anmeTtundopmammaa, obpabatbiBanu 1,55 r (23,8 Mmonsa) asuga HaTpUs U peakuMoHHYH CMecb Mpw
nepemMeLlBaHum Harpesanu B TedeHue 15 4 go 60°. MNMocne oxnaxaeHust pactBop Bbimmearm B 150 mn Boabl 1
ABaX bl KCTparMpoBanM COOTBETCT-BEHHO mopumsmMu no 150 mn ammnauetarta. Coean-HeHHble opraHnyeckue
¢asbl NpoMbiBanM no ogHoMy pasdy cootseTcTBeHHO 120 mn Boabl U 120 Mn HacbI-LLEHHOTO pacTBopa xropuaa
HaTpus, CyLUMnM Hag CynbdaToM MarHusi U pacTBOP KOHLUEHTpMpoBanu B Bakyyme. [ony4yeHHoe Kopu4HeBoe
Macsio o4vLLanM nocpeacTBOM KOMIOHOYHOM xpomatorpadum Ha cunm-karene (tonyon). B pesynbTate nonyydanm
1,5 1 (50%) (S)-1-(2-a3uponpommn)-7-meTtnn-1,4-gurngpovHae-Ho[1,2-blnmppona B Buge xenrosaTtoro Macna.

a) 1,5 r (5,94 mmonen) (S)-1-(2-a3ngonponun)-7-metun-1,4-gurnapovHaeHo[1,2-bJnmppona, pacTBo-peHHOro
B 50 mn 6e3BogHOro ataHona, rugpvposamm B npucytctBum 150 Mr okucu nnatuHel B TeveHve 4 4. 3atem
KaTanmm3aTop OTWNbTPOBLIBANM, NMPOMbIBaNM 3TaHOIOM U pacTBOpUTENb OTFOHANM B Bakyyme. [lo-nyyeHHoe
becuBeTHoe Macno pactBopsim B 150 mn 6Ge3BogHoro AuatunoBoro adwmpa, dunbTpoBarM M Mpu
nepemewmBaHum obpabareiBanm pactBopom 345 mr (2,97 mmons) dymapoBoK KACMOTbl B 25 MmN MeTaHona.
3atem nepemewwmBanv B TedeHne 17 4 npu KOMHAaTHOW Temnepartype, nocrie Yero oTuUnbT-poBbIBanM bernble
kpuctannel. B pesynbtare nonydam 1,1 r (65%) dymapata (S)-2-(7-meTun-1,4-gurugpovHgeHo[1,2-b]jmmppon-1-
un)-1-memmnatun-amuHa (1:0,5) ¢ T.nn. 194°.

Mpumep 11

a) Pacteop 10,0 r (47,4 mmonen) 6-6pom-1-nHgaHoHa, 9,79 mn (0,11 wmonsa) 3-6yten-2-oma n 100 mr n-
Tonyoncynbgokucrotel B 100 mMn 2,2-gu-mMeTokcunponaHa B TeveHne 71 4 HarpeBarm Cc  06-paTHbIM
XOMOAMIBbHYKOM B BOAOOTAENWUTEne, 3anof-HeHHOM MornekynsapHeiM cutoM (0,4 HM, rpaHynel 2 mm). 3atem
peakLMOHHYI0O CMeCb KOHLEHTPMpPOBanM B BaKyymMe W OuYMLIany rnocpencTtBOM KOMOHOYHOM xpomartorpadum Ha
cunukarene (rekcaH/amaTunosbiv adup 1:1). B pesynsTate Hapsagy ¢ 3,07 r agykra no-nyyanm 9,86 r (78%) (RS)-
2-(2-6yTeH-1-un)-6-6pom-1-MHOaHOHa B BUAE XEMTOro mMacna.

6) Yepes oxnaxaeHHbln go -70° pacteop 9,86 r (37,2 mmonen) (RS)-2-(2-6yteH-1-un)-6-6pom-1-nH-gaHoHa B
150 mn 6e3BogHoro guxnopmMeTaHa u 30 mn 6e3Bo4HOMO MeTaHomMa Npy NepemMeLLMBaHuM Nponyckamm B TeYeHne
60 MUH MOTOK 030Ha (2 r 030-Ha/yac). 3aTem pacTBOp NpoAyBanu B Te4eHe 5 MUH KUCIopoaoM U B TedeHne 10
MUH aproHom. Mocne go6aeku 4,09 mn (55,8 mmonen) aumeTuncyneduaa nepemelmsany B tedeHne 15 4 npu
KOMHaTHON TeM-fepatype. PeakuuoHHyi0 cMmecb yrnapuBanu B Bakyy-me, ocTatok obpabateiBamm 150 mn
anxrnopmeTaHa u nocne gobasku 20 mn Bogpl M 20 M TPUPTOPYKCYC-HOM KACTOThI NEPEMELLIMBAIN B TeYeHne 2 Y
npv KOMHaTHOW TemnepaTtype. 3aTteM cmech BblvBanv B 100 mMn BoApl U Npy NepemMeLlnBaHny HelTpanusosanw,
nobaenas ¢ nomolblo Wnatens rugpokapboHat Hatpusi. MNocne atoro gobasnsimm ewe 50 mn BoAbl, dhasbl
pasgensnv n BogHyt dhasy ABaKAbl IKCTparn-poBanv cooTBeTCTBEHHO nopumsmu no 100 mn gu-xrnopmeTaHa.
CoeguHeHHble opraHndeckue asbl Cy-luMAM Hag cynbdaTtoM MarHus W KOHLEHTpUpoBanuM B Bakyyme.
Mony4eHHbIN CbIpOl MPOAYKT Nepekpu-cTannM3oBbIBany U3 aTunaueTaTta/rekcaHa. B pe-synsTtate nonyyanm 7,5 1
(80%) (RS)-2-(2-okcoaTun)-6-6pom-1-mHgaHOHa B BMAE >KeJTToBaToro TBepAoro BelecTsa ¢ T.nn. 84°.

B) Pactop 2,0 r (7,9 mmonen) (RS)-2-(2-okcoaTtun)-6-6pom-1-mHgaHoHa n 80 Mr n-Tonyoncy-nbdoKMCnoTsl B
90 mn 6e3BogHOrO TONyona Harpe-Banu B BogooTaenurene. B kunsiwmii pactBop B Te-4eHne 5 MUH no Kanmsm
pobasnanm pacteop 2,37 r (31,6 mmormb) (R)-1-amuHo-2-nponaHona B 10 mn 6e3BogHoro Tomyomna. 3atem
npoJospkamM KunaTUTb ele B TeveHve 45 MuH, npudeMm obbem pacTBoputensd cokpawanca go 20 mn.
OxnaxAeHHyl0 peakuMOoHHY0 CMeCb OuvuWany MOoCPeAcTBOM KOMOHOYHOM Xpo-mMatorpadvu Ha cunukarene
(auaTnnosein adup/rekcan 4:1). B pesynbTtate nonydamm 1,19 r (52%) (R)-1-(7-6pom-1,4-aurugponHgeHo[1,2-
b]mmp-pon-1-un)-nponaH-2-ona B BUAe KOPUYHEBOIO Macna.

r) B oxnaxpeHusin go 0° pacteop 1,19 r (4,07 mmons) (P)-1-(7-6pom-1,4-gurugpouHaeHo[1,2-bjnmppon-1-
un)-nponaH-2-ona n 2,27 mn (16,3 mMmo-nen) TpuatunammHa B 40 mMn guxropmeTtaHa Mpu ne-pemeLumBaHmnm
pobasnanm no kamnam 0,63 mn (8,14 mmornei) MeTaHCyNbOHUINXIoOpMAa 1 NpodormKan nepemeluveaTh eLle B
TeyeHue 1,5 4 npu aTon Temnepatype. 3aTeM peakuMoHHyto cMecb pasbasnsamm 100 mn guxnopmeTaHa, ABaxdbl
MPOMbIBaMM COOTBETCTBEHHO rnopuusmmu no 70 MM HacbIWEHHOro pacTBopa rugpokapboHata Hatpus wu
coefVHeHHble BoAHble dha3dbl IKcTparnpoBamm oauH pa3 70 mMn gu-xnopmeTtaHa. CoedVHeHHble opraHuyeckue
da3bl npombiBarm 100 MA HacbIWEHHOro pacTBopa XMopu-ga HaTpws, CyLUMAW Hag cynbdatoMm marHus u yna-
pvBanu B Bakyyme. lNMonyyeHHoe macro 3eneHoro useta pactesopsinv B 40 mn 6e3sogHoro agumeTun-copmammnaa,
obpabatbiBarm 0,53 r (8,14 mMmonen) asuga HaTpUs U pPeakUMOHHY0 CMeChb MpU NepeMeLLVMBaHuM Harpesamm B
Teuenne 15 4 po 60°. Mocne oxnaxzaeHus pacTtBop BblmBanu B 100 mMn BoAbl U 3KCTparvpoBany ABaxAbl
cooTBeTCTBEHHO nopumsimu no 100 mn aTunaueTtata. CoegnHeHHble opraHndeckue asbl NPoMbIBany Mo O4HOMY
pa3y cootBeTcT-BeHHO 100 mn Boabl U 100 MN HacbILWEHHOro pacTBO-pa Xropuaa HaTpus, CyLWMnu Hag
CcynbdaTtoM MarHMs W KOHLEHTPUpPOBanM pacTBop B Bakyyme. [lofyyeH-HOe KOpUYHEBOE Macrio Oo4uLLanm
NoCpeAcTBOM KO-FIOHOYHOW xpomatorpadum Ha cunvkarene (Tonyon). B pesynbTtate nonydamm 0,95 r (74%) (S)-
1-(2-a3ugonponun)-7-6pom-1,4-gurnapovHaeHo[1,2-b]jmmppona B Buae 6ecueeTHOro macna.
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) 0,95 r (2,99 mmons) (S)-1-(2-asngonponun)-7-6pom-1,4-gurnaponHaeHo[1,2-bJmmppona, pacTBOpeHHOro B
40 mn 6e3BogHOro aTaHona, rMapupoBarmM B MPUCYTCTBMM 95 Mr OKMCU MnaTuHbl B TeyeHne 4 4. 3atem
OT(UMbTPOBLIBaNM OT KaTanusaTtopa, NPOMbIBarM 3TaHOMOM W pacTBoOpuTENb OTrOHAMM B Bakyyme. Cmechb
NPOAYKTOB pa3fensanu Ha cunuvkarene (MetaHon/guxnopmeTaH 5:95). MNMonyyeHHoe Gec-uBeTHoe macrno (507 mr)
pactBopsim B 50 mn 6e3-B04HOMO AMSTUOBOrO 3adupa, GunbTpoBanM 1 Npu nepemeLlumBaHmm obpabatbiBanm
pactsopom 101 wmr (0,87 mmonsi) doymapoBol kucnoTel B 10 M meTaHona. 3atem nepemeLuvBany B TedeHme 17 4
npyv KOM-HaTHOM TemnepaTtype, nocre 4ero oTunbTpoBbIBanM benble kpucTanmbel. B pesynbTate nonyyanu 503
mr (50%) dymapata (S)-2-(7-6pom-1,4-gurugpounHgero-[1,2-blrmppon-1-un)-1-metunatunamunda (1:0,5) ¢ T.nn.
197°.

Mpumep 12

a) PactBop 22,0 r (101 mmorb) 6-meTokew-3,3-AnaTtun-1-nigaHoHa, 20,8 mn (0,24 monsa) 3-6yten-2-ona n 220
Mr n-Tonyoncynbdokucnotel B 220 Mn 2,2-guMeToKcunpornaHa B TeveHne 87 4 kunaTuim ¢ o6-partHbIM
XOMOAMMBbHMKOM B BOAOOTAENuUTene, 3arnofiIHEHHOM MoneKynspHeiM cutoMm (0,4 HM, rpaHynbl 2 mm). 3atem
peakLUMOHHYI0 CMeCb KOHLEHTPMpOBanM B BakyymMe M OuYvLIany rnocpencTtBOM KOMOHOYHOM Xpomarorpadum Ha
cunukarene (rekcan/aTunaueTtart 6:1). B pesynbTtate Hapsagy ¢ 15,7 r agykta nonydamm 4,1 (15%) (RS)-2-(2-6yteH-
1-un)-6-meToKCcK-3,3-4naTnn-1-MHOaHOHA B BMAE XENTOro Macra.

6) Yepes oxnaxaeHHbIn go -70° pacteop 4,1 r (15,2 monen) (RS)-2-(2-6yTteH-1-nn)-6-metokeu-3,3-guammn-1-
uHaaHoHa B 60 mn 6e3BogHoro guxnopme-taHa n 15 mn 6e3BogHOro0 MeTaHoa NPy nepemeLLMBaHm Nponyckanm
B TeyeHve 25 MVH NoTOK 030Ha (2 r o3oHa/yac). 3aTem pacTBOp MpoAyBanu B Teve-HMe 5 MUH KUCIIopodoM 1 B
TeueHne 10 muH apro-Hom. Mocne gob6askn 1,66 mn (22,6 mmond) aguMe-Tuncyneduaa nepemMeLuvBani B Te4eHve
22 4 npu KOMHaTHOM TemnepaTtype. PeakunoHHy0 CMecb yrna-pvBanu B BaKyyme, ocTtaTtok obpabateiBanv 50 mn
AvxrnopmMeTaHa n nocne gobasku 8 mn Boapl 1 8 M TPMATOPYKCYCHOM KUCIIOTbI NepeMeLLnBani B Teve-Hue 2,5 4
npy KOMHaTHOW TemnepaType. 3aTteM cMecb BbirmBamm B 70 M BOAbl U NPy NepeMeLLMBaHuM HeTpanusoBanw,
pobasnsas ¢ momoLlplo Wwnate-nsi rmgpokapboHat Hatpus. lNMocne atoro gobaensnum ewe 50 mn Bodbl, dasbl
pasgensmm u BogHyto dasy ABaxAbl IKCTparMpoBarm COOTBETCTBEHHO rnopumsmu no 100 mMn guxrnopmeTaHa.
CoefguHeHHble opraHndeckue dasbl CywWnu Hag cynbdartoM MarHus M KOH-LeHTpupoBarm B Bakyyme. B
pesynbTate nonyyamm 3,9 r (99%) (RS)-2-(2-okcoaTtun)-6-meToken-3,3-guatni-1-nHaaHoHa B BUAE XXenToBaToro
macna.

B) PactBop 3,9 r (15 mmonewn) (RS)-2-(2-okco-atwn)-6-meTokcn-3,3-amatun-1-nHgaHoHa u 120 mr -
TonyoncynedokmcnoTel B 100 Mn 6e3BoAHOrO ToMyo-na HarpeBanu B BogooTaenurene. B kunsawwmin pac-tBop B
TeyeHne 5 MuH gobaensnm no kannam pac-teop u3 4,5 r (60 mmonen) (R)-1-amuHo-2-nponaHona B 30 mn
6e3BogHoro Tomyomna. 3ateM npodospkarm KunaTUTe B TeveHue 45 MuH, npudeMm obbem pacTBopuTens
cokpawancd Ao 20 mn. OxmaxXAeHHyl peak-UMOHHYI0 CMeCb OuulWany MoCPeAcTBOM  KOMOHOYHOM
Xpomartorpadum Ha cunvkarene (atunauetat/rekcaH 1:1). B pesynbtate nonydamm 2,73 r (61%) (R)-1-(7-
meTokcu-4,4-guatun-1,4-gurngponHaeHo[1,2-bjimp-pon-1-un)-nponaxH-2-ona B Buge macna KpacHO-KOPUYHEBOIO
ugeTa.

r) B oxnaxgeHHbin pgo 0° pactBop 2,73 r (9,12 mmonen) (R)-1-(7-meTtokcn-4,4-guatvn-1,4-aun-
rngpovHgeHo[1,2-blrmppon-1-un)-nponan-2-ona 1 5,08 mn (36,5 mmonen) TpuatunmamuHa B 70 mn gu-
XropmMeTaHa npu nepemelumBaHum Jobaensanm no ka-nnam 1,42 mn (18,2 Mmoneit) MmeTaHcynbOHUINXIo-pyaa u
npoJdospkanmy nepemelwBaTb elle B TeyeHne 1,5 4 mpu 3TOM Temnepatype. 3areM peakuMOHHYH CMeChb
pa3basnsmm 100 mn guxnopmeTaHa, ABaXAbl MPOMbIBarM COOTBETCTBEHHO MopumsMu Mo 70 M HacblWeHHOro
pacTtBopa rugpokapboHaTta HaTpus U coeauHeHHble BoAHblE hasbl OAUH pa3 akcTparMpoBanu ¢ nomolsto 70 mn
avnxnopmeTaHa. CoefuHeH-Hble opraHuyeckve dasbl npombiBamM 70 M Hacbl-LUEHHOro pacTBopa xropuaa
HaTpus, CYLUMNM Hag cyrbdaTtom marHusi u ynapvsanu B Bakyyme. lNony-4eHHoe KOpMyHeBOe Macno pacTBOpsm
B 50 mn 6e3BogHoro aumeTtundgopmammaa, obpadatsisanm 1,18 r (18,2 Mmonen) asuaa HaTpUs U pPeakLMOHHYHO
CMeCb Npu nepemMeLLBaHum HarpeBanu B TedeHue 15 4 go 60°. MNocne oxnaxaeHust pacTBop Bblmmearm B 70 mn
BOAbl M TPWKAbl 9JKCTparMpoBanM COOTBETCTBEHHO ropumsamm no 80 mn atvnauertata. CoeanHeHHble
opraHuyeckue dasbl MPOMbIBanM No 0AHOMY pasy cooTBeTcTBeHHO 70 Mn BoAbl M 80 MM HACbILLEHHOIO pac-TBopa
Xropvga HaTtpus, CywuiM Hag CynbdaToM MarHusi U KOHUEHTpMpOBanu pactBop B Bakyyme. [lo-nyyeHHoe
KOPUYHEBOE MAacrio O4uLianM nocpeacTBOM KOSIOHOYHOW Xpomartorpadum Ha cuimkarene (rek-caH/aTunauerar
4:1). B pesymbtate nonyvam 2,33 1 (79%) (S)-1-(2-as3ngonpormn)-7-meTokcn-4,4-guatni-1,4-
aurngpovHaeHo[1,2-b]Jmmppona B B1ae Xenroro macna.

a) 2,25 r (6,94 mmonen) (S)-1-(2-asngonponun)-7-meTtokcn-4,4-anatun-1,4-gurnapouHgeHo[1,2-bl-nmppona,
pactBopeHHoro B 100 mn 6e3BoAHOro aTa-Homna, rmapyMpoBany B NpUCYTCTBUM 225 M OKUCK NiaTuHbI B TeYeHne 2
4. 3ateM katanusatop OT-pMMbTPOBbLIBaNMM, MPOMbIBaNMM 3TaHOMOM, W PacTBOPUTENL OTFOHANM B BakyyMme.
MonyyeHHoe 6GecuBeTHoe Mmacno pacTteopsim B 100 mn 6e3BogHoro AmaTtu-rnoBoro aduvpa, unsTpoBarm u
obpabatbiBanm npu nepemewmsaHun 406 mr (3,5 mmons) cdpymapoBoi ku-crotel B 10 Mn MeTaHona. 3atem
nepemMelLvBanv B TedeHve 17 4 Npy KOMHaTHOW Temneparype, nocre 4ero oTpunbTpoBbIBanM 6erblie KpucTansbl.
B pe-synbTate nonyvanm 1,93 r (78%) cdymapata (S)-2-(7-meTokecu-4,4-guatni-1,4-gurngpoviHgeHol[1,2-b]mmp-
pon-1-un)-1-metnnatmunamumna (1:0,5) c 1.nn. 189°.

Mpumep 13

a) Pacteop 20,0 r (133 mmons) 5-dTop-1-uHaga-HoHa, 27,5 mn (0,32 mond) 3-6yteH-2-ona n 200 mr n-
Tonyoncynbdokmcnotel B 200 Mn 2,2-gMmeToKcu-MponaHa B TeyeHue 63 4 kunatuim ¢ obpartHbiM  XO-
rogurnbHUKOM B BOAOOTAENUTene, 3anofIHEHHOM MO-NeKynspHeiM cutom (0,4 HM, rpaHynbl 2 Mm). 3atem
peakLUMOHHY0 CMEeCb KOHLIEHTPUPOBANM B BakyymMe W O4YMLIaNM nocpeacTBOM KOSIOHOYHOW xpomatorpadum Ha
cunukarene (rekcaH/amMaTunoBbeln adup 4:1). B pe-synbtate nonyyanu 18,6 r (68%) (RS)-2-(2-6yTteH-1-un)-5-
dTOp-1-MHOAHOHA B BUAE XXenToro macna.
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6) Yepes oxnaxaeHHbIn go -70° pacteop 18,5 r (90,6 mmonew) (RS)-2-(2-6yteH-1-un)-5-cT10p-1-MH-gaHoHa B
300 mn 6e3BogHoro anxropmeTtaHa u 50 mn 6e3Bo0AHOrO0 MeTaHoMa Mpy NepemMeLLMBaHnn Nponyckamm B TeyeHue
85 mMuH noTok o3oHa (3,5 r o3oHa/dac). 3aTtem pacTBop NpoAyBamnv B TedeHne 5 MyH Kucrnopogom u B TedeHue 10
MUH aproHom. Mocne pobaeku 9,9 mn (135 MMonewn) agumeTuncynb-cbuaa nepemMelumBanm B TedeHve 17 4 npu
KOMHaTHON TemnepaTtype. PeakuumoHHyl0 cMecb ynapvBanu B Bakyyme, ocTatok obpabateiBanm 220 mn
anxrnopme-taHa u nocne gobaekn 40 mn Boabl 1 40 MmN TPUPTO-PYKCYCHOW KMUCIOTbI MEPEMELLMBANMA B TEYEHNE
4,5 4 npu komHaTHOW TemnepaTtype. 3artem cmecb BblmBarm B 170 mn Bogbl M Mpu MNepeMeLuvBaHun
HenTpammsosanu, 4o6aBnAs ¢ NOMOLBIO LWNaTens rmapokap-6oHaT HaTtpus. MNMocne aToro go6asnanu ewe 110 mn
BOAbl, da3bl pasgensamm u BogHylo asy ABaxdbl dKCTparMposanM COOTBETCTBEHHO nopuusamu no 170 mn
avxrnopmMeTaHa. CoeduHeHHble opraHuyeckve asbl CylMmM Hag CynbdaToM MarHus M KOHUEHTpMpoBanu B
BaKkyyme. B pesynbTate nonyyanu xentoe mMacro, KOTopoe KpucTanmsoBanm U3 AuaTMIOBOro admpal/rekcarHa. B
pesynbTate nonydamm 13,6 1 (78%) (RS)-2-(2-okcoatun)-5-cpTOp-1-MHAaHOHa B BU-A4€ TBEPOOrO XXEeMToBaToro
BellecTBa ¢ T.nn. 56°.

B) Pacteop 2,88 r (15 mmonen) (RS)-2-(2-okcoaTtun)-5-dp1op-1-nHgaHoHa n 100 mr n-Tonyoncy-nbokncnoTsl
B 90 mn 6e3BogHoOro Tofyona Harpe-Banu B BogooTgermTtene. B kunawmin pactBop no ka-nnam goGaenanu B
TeueHne 5 muH pacteop 4,51 r (60 mmonein) (R)-1-amuHo-2-nponaHona B 20 mn 6e3-BogHoro Tonyona. 3atem
npogospkamm KunaTuTb ele B TeyeHue 45 MuH, mpuyem obbem pacTBopuTens co-kpawancs go 20 mnm.
OxnaxgeHHyl0 peakUMOHHY0 CMEeChb OuuwanM MOoCpeACTBOM KOMIOHOYHOM Xpomato-rpacdpum Ha cunukarene
(emnaueTat/Tonyon 1:1). B pe3yneTtate nonyyanu 2,75 r (79%) (R)-1-(6-cbT1op-1,4-aurngpounHgeHo([1,2-bjamppon-
1-vn)-nponaH-2-ona B BU4Ee Macna Kopu4HeBOro LBeTa.

r) B oxnaxpaeHHbih go 0° pacteop 2,75 r (11,9 mmonein) (R)-1-(6-dpT1op-1,4-gurngpounHaeHo-[1,2-bjnmppon-1-
wn)-nponax-2-ona n 6,7 mn (47,6 mmonen) TpuatunamuHa B 70 MmN guxropmeTa-Ha npu nepemeLumBaHmnm
pobaenanm no kamnam 1,8 mn (23,8 Mmonsa) mMeTaHcynbOoHUNXIOpYAA U NpoAoIbKany NepemMeLLBaTth eLle B
TeueHue 1,5 4 nNpu aTon Temneparype. 3aTem peakLMOHHY0 cMecb pa3basnsmn 100 mn guxnopmeTaHa, ABax bl
Mpo-MblBanM COOTBETCTBEHHO ropumsmMu no 90 M Hacbl-LWEeHHOro pacTBopa rugpokapboHata Hatpus K
coefVHeHHble BoAHble (ha3bl OAUH pa3 JKcTparnposamm ¢ nomowpio 90 mn guxrnopmeTtaHa. CoeanHeHHbIe op-
raHmyeckve dasbl npomMbiBarm 100 M HacbiWEHHOro pacTBopa Xrfopuga HaTpus, CyWWiM Hag cyrnbdatom
MarHus M ynapueanu B Bakyyme. [lonyyeHHoe KOpuy-HeBoe Macrno pacTteopsim B 60 mn 6e3sogHoro au-
MeTundopmMamuga, obpabateiBann 1,55 r (12,5 mmonen) asuga HaTpuss M peakuMOHHYK) CMEeChb Mpu
nepemMeLBaHuM HarpeBamm B Tevenne 17 4 go 60°. Mocne oxnaxaeHuns pacTtBop BbifmBanv B 80 mn Boapbl u
TPWKAbl SKCTparnpoBamM COOTBETCTBeHHO nopumsmu no 100 mn amunauetata. CoedvHeHHble opraHndeckue
ha3bl NPOMbIBanM Mo O0gHOMY pasy cooTBeTcTBeHHO 70 mn Bogbl M 70 MM HacbIWEHHOro pacteopa Xropuaa
HaTpus, CyWWnM Hag CcynbgatoM MarHuMsi M KOHUEHTPMpOBanuM pactBOp B Bakyyme. [lo-nydyeHHoe Macro
KOPUYHEBOro LBeTa ouulwanM no-cpedcTBOM KOJIOHOYHOW Xpomatorpadmm Ha curmka-rene (tonyon). B
pesynbTate nonydamm 1,23 r (40%) (S)-1-(2-asmponponun)-6-cTop-1,4-aurngponHgeHo-[1,2-blnmppona B Buge
)XenToBaToro macna.

a) 1,23 r (4,80 mmons) (S)-1-(2-asngonpomun)-6-cTop-1,4-anrngponHaeHo[1,2-b]nppona, pacTBO-peHHOro B
60 mn Ge3BogHOro aTaHomna, rMapuposany B npucyTtcTBuM 125 Mr okucu nnatuHbl B TeveHve 6 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanusaTopa, NPOMbI-Bany 3TaHOSIOM M PacTBOPUTESlb OTTOHSNM B Bakyy-Me. [MonyveHHoe
b6ecuseTHoe Macno pactBopsim B 130 Mn Ge3BogHoro AuaTunoBoro adwmpa, dunbTpoBarM UM MpuU
nepemeLlwmBaHum obpabatbiBanm pactesopom 279 wmr (2,40 15 mmonst) oymapoBO KACMOTLI B 25 MmN MeTaHona.
3atem nepemewwmBanm B TedeHne 15 4 npu KOMHaTHOM Temneparype, nocrie 4yero oT-PUNbTPOBLIBaNM berble
kpuctannel. B pesynbtare nonydamm 1,0 1 (72%) dpymapara (S)-2-(6-dpT10p-1,4-AurnapounHgeHo[1,2-b]nmpporn-1-
un)-1-metnnatun-amuHa (1:0,5) ¢ T.nn. 200°.

Mpumep 14

a) Pacteop 13,2 r (63,4 mMmonsi) 6-cpeHun-1-wH-gaHoHa, 11 mn (0,13 mons) 3-6yten-2-ona n 110 mr n-
Tonyoncynbgokucnotel B 110 mn 2,2-gumeTokcu-nponaHa B TeuveHne 48 4 kunatvim ¢ obpaTHbiM  XO-
NoAWMbHUKOM B BOAOOTAenWTerne, 3anofIHEHHOM MO-NeKynspHeiM cutom (0,4 HM, rpaHynsl 2 mMm). 3atem
peakLMOHHYI0 CMeCb KOHLEHTPMPOBanM B BaKyymMe W O4vLI@nM nocpeacTtBOM KOMOHOYHOM xpomatorpadum Ha
cunukarene (rekcad/gmMaTunoBbln acoup 5:1). B pe-synbtate nonyvanun 12,0 r (72%) (RS)-2-(2-6yTteH-1-un)-6-
deHun-1-nHgaHoHa B BuAe KenroBaToro TBEP-4Or0 BelwlecTBa, koTopoe 6e3 [OMONHUTENLHOW nepe-
KpuCTannusaumm ncrosnb30Banv B NocrneayoLen pe-akumn.

6) Yepes oxnaxaeHHbIn o -70° pacteop 12,0 r (45,8 mmonen) (RS)-2-(2-6yTeH-1-nn)-6-cpeHunn-1-mH-gaHoHa
B 180 mn 6e3ogHoro guxropmetaHa u 40 mn 6e3BOOHOrO MeTaHona Mpu MepeMeLluvMBaHuKM nporyckanm B
TeyeHue 75 MUWH MOTOK 030Ha (3 I 030-Ha/yac). 3aTem pacTBOp MpogyBanu B TeyeHne 5 MWH KUCMOPOAOM M B
TeueHne 10 muH aproHom. MNocne gobasku 5,04 mn (68,7 MMornelt) aumeTuncyneuaa nepeveLLnBany B Te4eH1e
15 4 npy KOMHaTHOM TeM-NepaTtype. PeakuMOHHy0 CMEeChb yrnapuBanu B Bakyy-me, octaTok obpabarsiBanm 120 mn
anxnopmeTaHa u nocrne gobasku 30 mn Bogbl M 30 Mn TPUTOPYKCYC-HOW KUCTOThbI NEPEMELLMBANN B TEYEHUE 2 Y
nMpyu KoMm-HaTHon Temnepatype. [locne aToro cmecb BblmBanm B 150 mn BOAbl M MpU NepemeLumBaHum
HenTpanusoBanu, 4o6aBnssA ¢ NOMOLLBIO WnaTtens rugpokapbo-Hat HaTpus. 3atem gobasnanu ewe 50 mn BoAkl,
da-3bl pasgensanm u BoAHyl a3y ABaxgbl IKCTparmpo-BanM COOTBETCTBEHHO nopuusmu no 200 mn guxnop-
MeTaHa. CoeAuHeHHble opraHnyeckue dasbl CyLUMnM Hag CynbdaroM MarHus U KOHUEHTpMpoBanu B Ba-kyyme. B
pesynbTate nonydamm 11,2 r (97%) (RS)-2-(2-okcoatun)-6-cbeHus-1-mHgaHoHa B Buae XenroBaToro macna.

B) PactBop 2,5 r (10 mmonen) (RS)-2-(2-okco-a1un)-6-cbeHnn-1-mHgaHoHa 1 80 Mr n-1onyo ncynb-oKMUCOThI
B 70 mn 6e3BoaHOrO Tonyona HarpeBanu B BogooTAaenutene. B kunAwmin pactsop B TedeHue 5 MuH gobasnsanm
no kannsm pacteop 3,0 r (40 mmo-nen) (R)-1-ammHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3aTeM
MpoAoSKanmM KUNATUTL ele B Teye-Hue 45 MuH, nmpuyem obbem pacTBopuTens cokpawanca go 20 mn.
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OxnaxgeHHyl0 peakUMOHHY0 CMEeChb OuvMWany MOCPeACTBOM KOMOHOYHOM Xpomarto-rpadmn Ha cunukarene
(anaTtunosbin adup/rekcaH 7:3). B pesynbtate nonyyamm 1,5 r (52%) (R)-1-(7-penun-1,4-gurngpounHgeHo[1,2-
b]Jmppon-1-un)-npo-naH-2-ona B BUAE Macrna KOpu4HeBOro LBeTa.

r) B oxnaxgeHHbin go 0° pacteop 1,5 r (5,2 mmons) (R)-1-(7-dbenun-1,4-guruapouvHgeHo-[1,2-blnmppon-1-
un)-nponaH-2-ona u 3 mn (20,8 mmo-nen) TpuatnammHa B 50 MmN guxnopMmeTaHa Mpu ne-pemeLumBaHum
pobaensnm no kannam 0,82 mn (10,4 Mmonen) meTaHcynbOHUNXIOpMaa U NPOSOIPKanM nepemMeLlnBaTs eLe B
TeyeHue 1,5 4 npu aToN TemnepaTtype. 3ateM peakunoHHyto cMeckb pasbasnanu 150 mn guxnopmeTaHa, ABaxbl
NpOMbIBarM COOTBETCTBEHHO nopumsMn no 70 M HacbIWEHHOrO pactBopa rmapokapboHata HaTpus K
coevHeHHble BOAHble hasbl 3KCTparMpoBanM OAMH pa3 C nomouwpio 70 mMn guxnopmeTtaHa. CoeduHEHHble
opraHudeckve dasbl npombiBanm 100 MmN HacbIWEHHOTO pacTBOpa Xropvaa HaTpus, CYLIMNM Hag CylbdaTtom
MarHMs u yrnapusanm B Bakyyme. [lonyyeHHoe TBepAoe BeLle-CTBO 3€rieHOro uBeta pacTtBopsim B 50 mn
6e3BogHO-TO0 AnMeTUngopmammaa, obpabdartsisany 0,53 r (8,2 Mmonen) a3uga HaTpPUS 1 PeaKLUOHHYO CMeCh NMpu
nepemMeLlBaHum Harpesanu B TedeHue 15 4 go 60°. MNMocne oxnaxaeHust pacteop Bbimmearm B 100 mn Boabl 1
ABaXdbl 3KCTparMpoBanM cooTBeTCTBeHHO nopumsimn no 100 mn aTunaueTtata. Coeaun-HeHHble OpraHnyeckue
hasbl MPOMbIBanM no ogHomy pasy cootBeTcTBeHHO 80 mn Bogbl M 100 M Hacbl-LWEeHHOro pacTBopa Xfopuaa
HaTpus, CyLUMnM Hag CynbdaToM MarHusi U KOHLeHTpMpOBamu pacTBop B Bakyyme. [onydyeHHoe Kopu4HeBoe
Macsio oYuLLanM nocpeacTBOM KOSIOHOYHOMW xpomatorpadum Ha cunm-karene (tonyon). B pesynbTate nonydanm
0,64 r (39%) (S)-1-(2-asugonponmn)-7-penni-1,4-gurngpo-nHaeHo[1,2-bjimppona B Byge Macrna KOPUYHEBOTO
ugeTa.

a) 0,64 r (2,04 mmons) (S)-1-(2-asugonponmn)-7-deHun-1,4-gurugpovHaeHo[1,2-bJmamppona, pacTBOpeHHOro
B 30 mn 6e3BogHOro 3TaHomna, rMapupoBanM B MPUCYTCTBMM 65 Mr OKMCKM MnaTuHbl B TeuyeHue 2 4. 3atem
OTUMBbTPOBbLIBaNM OT Katanusaropa, NPOMbIBarM 3TaHOIOM U pacTBOpPUTENb OTFOHAMM B Bakyyme. [MonyveHHoe
TBEpOoe BeLUeCTBO 3efieHoBaToro useta pactsopsim B 80 mn 6€3B04HOr0 AM3TUIOBOTO adupa, hunbTpoBanm un
npu nepemMeLLmMBaHnmn obpa-6atbiBany pactesopom 118 mr (1,02 mmons) pymapo-Boi kucnoTel B 20 M MeTaHona.
3atem nepemelumBanm B TedeHve 15 4 npu KOMHaTHOW TemnepaType, nocrne 4Yero oTubTpoBbIBaNM 6exeBsble
kpuctannel. B pesynbtate nonyyanu 0,37 1 (53%) dymapara (S)-2-(7-denun-1,4-gurngpovHageHo[1,2-bjmmpporn-
1-un)-1-meTunatunamuna (1:0,5) ¢ T.nn. 202-204°.

Mpumep 15

a) Pacteop 16 r (108 mmonen) 6-rmgpokcun-1-uH-gaHoHa, 22,3 mn (0,26 mons) 3-6yteH-2-oma n 160 mr n-
Tonyoncynbdokucrotel B 170 mn 2,2-gumeTokcu-nponaHa B TedeHue 38 4 HarpeBamM C 0OpaTHbIM XO-
noAunbHUKOM B BOAOOTAENWTEre, 3anofIHEHHOM MO-NekynsapHeiM cutom (0,4 HM, rpaHynbl 2 mMm). 3atem
peakLUMOHHYI0O CMeCb KOHLEHTPMpPOBanM B BakyymMe W OuYMLIany rnocpenctBOM KOMOHOYHOM xpomartorpadum Ha
cunukarene (rekcad/atunaueTaT 4:1). B pesynbTate Hapsagy ¢ 7,5 r agykra nonydamm 6,21 r (28%) (RS)-2-(2-
6yTeH-1-nn)-6-rmgpokcn-1-nHgaHoHa B BU-Ae XenToro macna.

06) PactBop 5,0 r (24,7 mwmons) (RS)-2-(2-6yteH-1-un)-6-rugpokcu-1-nHaaHoHa, 4,1 mn (54,4 mmons)
aTunbpomunga, 6,83 r (49,4 mmonda) kapboHata kamma u 10 mn N,N-gumetundopmammga B 70 mn aueToHa
HarpeBarm B Teyenve 35 4 go 35°. lNocne oxnmaxaeHwss pacteBop BoimBanu B 100 mn Bogbl U aBaxabl
3KCTparvpoBamM CooTBeTCTBEeHHO nopumamm no 100 mn atvnauetata. CoedvHeHHble opraHuyeckne dasbl
MpoMbIBaM Mo OAHOMY pa3y cooTBeTCTBEHHO 70 Mn BoAbl M 70 MN HAacbILEHHOrO pacTBoOpa XJlopu-ga HaTpus,
Cywmnnu Hag cynbaTtom MarHus U KOH-LieHTpupoBamm pacTeop B Bakyyme. B pesynbtate nomyyanu 5,6 r (98%)
(RS)-2-(2-6yTeH-1-un)-6-aToK-CK-1-MHOAHOHA B BMOE KPacHO-KOPWYHEBOMO Macria, KOTOopoe HernocpeACTBEHHO
UCMoMb30Banu B nocre-aytoLle i peakumu.

B) Yepes oxnaxgeHHbI go -70° pacteop 5,6 r (24,3 mmons) (RS)-2-(2-6yteH-1-un)-6-aTOKCK-1-MH-AaHOHa B
150 mn 6e3BogHoro guxnopmMeTaHa u 30 mn 6e3BogHOMO MeTaHoma Npy NepemMeLLMBaHuM Nponyckan B TeYeHne
90 MuH MoTOK 030Ha (3 r 030-Ha/yac). 3aTeM pacTBOp NpoAyBanu B Te4eHne 5 MUH KUCIopoaoM U B TedeHne 10
MWH aproHoM. MNocne gobaskn 2,72 mn (37,1 Mmornen) aumeTuncyneduga nepemMelumsany B TedeHne 15 4 npu
KOMHaTHON TeM-nepaTtype. 3atemM peakuMOHHYI0 CMeChb yrapvBanu B BaKyyme, octaTtok obpabatsiearm 170 mn
Onxrnopme-TaHa u nocrie go6aeku 25 mn Bogbl U 25 Mn TpUETO-PYKCYCHOM KACMOThI NepeMeLLnBani B TeYeHve 3
Y MpM KOMHaTHOW Temnepatype. 3aTteM cmecb BblimBanu B 150 Mn Bogbl M MpW nepemelumBaHum
HenTpamnsoBanu, 4o6aBnss ¢ NOMOLUbLIO WnaTens rugpokap-6oHaT HaTpwms. Mocne atoro gobasnanu ewe 50 mn
BOAbl, ha3bl pasgensmm u BogHylo hasy ABaxAbl dKCTparMpoBanyM COOTBETCTBEHHO nopuusamu no 100 mn
avxnopmeTaHa. CoeduHeHHble opraHudeckve dasbl CyLMM Hag CynbdaToM MarHus M KOHLEeHTpMpoBanu B
Bakyyme. B pesynbTtate nonyyanu 3,4 r (64%) (RS)-2-(2-okcoatun)-6-aTokcu-1-mHaaHoHa B BMae macra KpacHo-
KOpWYHEBOro LBeTa.

r) Pacteop 1,6 r (7,33 mmonen) (RS)-2-(2-okcoatun)-6-aTokeu-1-mHgaHoHa n 70 Mr n-To lyo ficy-nb (OKUCTOThI
B 70 mn 6e3BogHOro Tonyona HarpeBanv B BogooTaenuterne. B kmnawmin pactBop B Te-YeHWe 5 MUH Mo Kanmsm
pobasnanu pacteop 2,2 r (29,3 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3atem
npoJospKanmM KunaTUTb elle B TedeHwe 45 MuH, npudeM obbem pacTtBoputend cokpawanca go 20 mn.
OxnaxAeHHyl0 peakuMOoHHY0 CMeChb OuvuWany MOCPeAcTBOM KOMOHOYHOM Xpo-mMatorpadmu Ha cunukarene
(enaueTat/rekcaH 4:1). B pesymbtate nonydamm 1,03 r (52%) (RS)-1-(7-aTokcmu-1,4-aurngponHgeHo[1,2-
b]mmppon-1-un)-npo-naH-2-ona B BuAe KOPUYHEBOTO Macna.

A) B oxnaxgeHHbin o 0° pacteop 1,03 r (3,8 mmons) (RS)-1-(7-a1oken-1,4-gurnaponHgeHo-[1,2-b]imppon-1-
un)-nponaH-2-ona un 2,1 mn (15,2 mmonew) TpuatTunamuHa B 50 mMn guxrnopmMeTa-Ha Mmpu nepemMeLumBaHum
pobaenanu no kannsm 0,59 mn (7,6 Mmonen) meTaHcynbOHUNXIopMaa U NPoAoIPKanM nepemeLlunBaTth eLle B
TeyeHue 1,5 4 npu aTon TemnepaTtype. 3aTeM peakuMoHHyto cMecb pasbasnsamm 100 mn guxnopmeTaHa, ABaX bl
MpO-MblBarM COOTBETCTBEHHO MopuuaMu no 70 MN Hacbl-LWEHHOro pacTBopa rugpokapboHata HaTpus K co-
e[uHeHHble BOAHble (hasbl OAMH pa3 aKcTparuposanu ¢ nomoupto 70 mn gvxnopmeTtaHa. CoeduHEHHble op-
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raHndeckve dasbl npombiBarm 100 Mn HacblLWEH-HOrO pacTBoOpa Xropuaa HaTpus, CyWWM Hag Cynb-haToM
MarHus M ynapuBamm B Bakyyme. [lonydyeHHoe 3eneHoe Macno pacteopsim B 30 mn 6e3BogHoro
anmeTtundopmammaa, obpabateiBarm 0,6 © (9,2 MMO-nen) asmaa HaTpus M peakuMoHHYK CMecb Mpu nepe-
MelmBaHun HarpeBanu B TeyeHve 204 po 60°. lMo-crne oxnaxaeHuss pacteop BbimBanm B 100 mn Bogbl u
ABaXdbl KCTparMpoBanu cooTseTcTBeHHO nopuuamm no 100 mn atunaueTar. CoeamHeHHble opraHndeckme dasbl
npoMbIBarm Mo 0gHOMY pa3y cooTBeTcT-BeHHO 70 mn Bogbl 1 70 MM HacblLEHHOro pacTeopa xropuaa HaTpus,
cywmnu Hag cynbdaToM MarHus U KOHLEHTPUpoBarmM pacTtBop B Bakyyme. [lomyyeHHOe KOpWUYHEeBOe Macsio
oynLanu nocpeacTBOM KOMOHOYHOW xpomatorpadum Ha cunukarene (atunaue-tat/rekcad 1:10). B pesynbtate
nonydyann 948 wmr  (72%) (RS)-1-(2-asugonponumn)-7-atokcu-1,4-gurna-povHgero[1,2-bjrvppona B  Buge
XenroBaToro

macna.

e) 0,94 r (3,32 mmons) (RS)-1-(2-asmgonponun)-7-atokew-1,4-gurngponHaeHo[1,2-bjrmppona, pacTtso-
penHoro B 80 mn 6e3B04HOr0 9TaHona, rmapvMpoBamm B MpMCcyTCTBUM 94 Mr okMCcK NnaTuHbl B TedeHne 3 4. 3atem
O0TUMbTPOBbLIBaNM OT KaTanuMaaTtopa, NPOMbI-Bany 3TaHOMOM M PacTBOpPUTENb OTTOHANM B Bakyy-Me. [MonyveHHoe
G6ecuBetHoe Macro pactBopsiim B 100 mn 6e3BogHoro  AuaTMNOBOro adwmpa, UAbTPO-BanM U Mpu
nepemelmBaHum obpabateiBanu pacteo-pom 198 mr (1,7 mmonsi) pymapoBoi kucrnoTel B 20 M MeTaHorna.
3atem nepemewwmBany B TeveHve 17 4 npu KOMHAaTHOW TeMmrepatype, nocrne 4ero oT-purnbTpoBbIBarmM Genble
kpuctannel. B pesynbtate nonydanm 581 wmr (56%) dymapata (RS)-2-(7-atokcu-1,4-gurmgpovHaeHo[1,2-
blmppon-1-un)-1-metnn-atunamuHa (1:0,5) ¢ T.nn. 212-214°,

Mpuwvep 16

a) Pacteop 4,74 r (21,6 mmonsa) (RS)-2-(2-6yteH-1-un)-6-rugpokeu-1-nHgaHoHa, 5,18 mn (47,6 MMo-nen)
n3obymmnbépomuaa n 5,98 r (43,3 mmornsi) kap-6oHaTta kanvsa B 40 mn N,N-gumeTundgopmamumaa Ha-rpesanu B
TeyeHne 48 4 go 60°. Mocne oxnaxaeHust pacteop Belmmearm B 100 mn BoAbl M ABaXAbl 3KCT-parMpoBanv
COOTBETCTBEHHO Mopuuamu no 70 mn atunauetata. CoeanHeHHble opraHnyeckue dasbl NPOMbIBaMM Mo OZHOMY
pasy cooTBeTcTBEHHO 70 Mn BoAbl 1 70 MM HaCbILLEHHOMO pacTBOpa Xrmopuaa Ha-Tpusl, CyLMnu Hag cyrbdaTtom
MarHvst 1 KOHLeHTPU-poBanu pacTesop B Bakyyme. B pesynbTtate monyyamm 5,2 r (93%) (RS)-2-(2-6yTen-1-un)-6-
n306yTOKCK-1-MHOAHOHa B BMAE KOPUYHEBOrO Macrna, KoTopoe He-MocpeACTBEHHO MCMOb30Banv B MOCeAyoLLen
pe-aKumu.

6) Yepes oxnaxgeHHeln go -70° pactBop 5,1 r (19,7 mmonen) (RS)-2-(2-6yten-1-un)-6-n3obytokcu-1-
wHgaHoHa B 150 mn 6essogHoro amxiopmeTtaHa u 30 mMn 6e3BoAHOrO MeTaHona npu nepemeLLMBaHumn
nponyckanm B TeyeHne 90 MWH NMOTOK O30Ha (2 r 030-Ha/uac). 3aTem pacTBOp NpoAdyBanun B TeyeHue 5 MuH
kMcrnopogom u B TeveHne 10 muH aproHom. lNocne pobaeku 2,16 mn (29,4 mMmonen) avmeTuncynbduaa
nepemewwvBanv B TeyeHne 15 4 npu KOMHaTHOW TeM-mepatype. PeakuMoHHyl0 CMecCb yrnapuBanv B Bakyy-Me,
ocTatok obpabatbiBanu 170 mn guxrnopmeTaHa u nocne gobasky 25 mn Boabl M 25 Mn TpUTOPYKCYCHOM
KMCIOTbl MepemeLuBanv B TedeHne 3 4 Npu KOMHaTHON TemnepaTtype. 3ateM cmech BblvBanm B 150 mn Bogbl 1
npy nepeMeLmBaHWn HenWTpanu3oBanu, Ao6aBmss C MOMOLWpRH Wwnatens rugpokapboHat Hatpus. 3aTem
pobasnanm ewe 50 mn Bogpbl, da3bl pasgensanmm u BogHylo a3y ABaxgbl 3KCTparMpoBanM COOTBETCTBEHHO
nopumsmu no 100 mn gmxnopmeta-Ha. CoeanHeHHble opraHmyeckme dasbl CylMnM Hag cynbdatoM MarHus u
KOHUeHTpupoBamn B Bakyyme. B pesymbtate nonydarm 2,3 1 (48%) (RS)-2-(2-okcoatwn)-6-n3obyTtokcn-1-
WHOaHOHa B BMAE KPacHO-KOPWUYHEBOTO Macha.

B) PactBop 2,3 r (9,34 mmonen) (RS)-2-(2-okco-aTun)-6-n3obyTtokcu-1-mHgaHoHa u 70 Mr n-tonyorncy-
nbcpokucnoTel B 70 mn 6€3BoAHOIO Tonyorna Harpe-Banu B BogooTaenutene. B kunawmn pacteop B Te-yeHue 5
MUH Mo kannmsm gobasnamm pacteop 2,93 r (37,3 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHOMO
Tonyona. 3atem mpogorrKanm KUnsTUTb elle B TeyeHue 45 MuH, npuyem 06beM pacTBopuTENS COKpaLLancs Ao
20 wmn. OxnaXAeHHyl peakuMOH-Hyl0 CMeCb Ouuwanyu nocpeacTBOM KOMOHOYHOW Xpo-martorpacum Ha
cunukarene (aTunauetat/rekcaH 1:4).

B pesynbTate nonyyamm 1,52 r (57%) (RS)-1-(7-u3obyTtokeu-1,4-gurugpounHaeHo[1,2-b]nmppon-1-un)-nponaH-
2-ona B B/Ae Macra KOpU4HeBOrO LBeTa.

r) B oxnmaxpgenHein go 0° pacteop 1,5 r (5,26 mmonen) (RS)-1-(7-usobytokcu-1,4-gurngpo-nHaoeHo[1,2-
blmppon-1-un)-nponan-2-oma 1 2,93 mn (21,0 mvonb) TpuaTunamuHa B 50 MmN guxropmeTtaHa npu
nepemewmvBaHum gobaenanm no kannam 0,81 mn (10,5 mmoneit) meTaHCynbOHUNXOpuaa M npodosbkanm
nepemeLwmBaTb elle B TeveHne 1,5 4 npm aton Temnepatype. 3ateM peakumoHHyo cmecb pasbasnsnm 100 mn
avxrnopmeTaHa, ABaXAbl MNPOMbIBarM COOTBETCTBEHHO mMopuusamu no 70 MmN HacblWeHHOro pacTeopa
rmgpokapboHaTta HaTpusi U COeAduHeHHble BodHble a3bl OAWH pa3 3JKcTparvpoBamM C nomouwpto 70 mn
avxnopmeTaHa. CoefuHeHHble opraHudeckue dasbl mpombiBarm 100 MmN HacbILWEHHOrO pacTBopa xropuaa
HaTpws, CYLUIMAN Hag cynbdaTtom MarHus 1 ynapueanu B Bakyyme. [onyyeHHoe 3eneHoe macno pactsopsinv B 30
mn 6e3BogHoro aumeTundopm-amuaa, obpabatsiearm 0,68 r (10,5 mmoneit) asuga HaTpusi U peakLMOHHYHO
CMeCb Mpu NepeMeLLMBaHUK HarpeBanu B Tevenre 15 4 go 60°. MNocrne oxnaxaeHust pacteop Belmeanu B8 100 mn
BOAbl W [OBaXApl 9SKCTparMpoBarM COOTBETCTBEHHO nopumsmMu no 100 mn atvnauetata. CoeanHeHHble
opraHuyeckue asbl NPOMbIBarM NMo 04HOMY pasy cooTBeTCTBEHHO 70 mMn BoAbl 1 70 MN HaCbILLEHHOTO pacTBopa
Xropu-ga HaTpusi, CYLUIMIM Hag CyfbgaTtom MarHust U KOH-LeHTpMpoBamn pacTBop B Bakyyme. [onyveHHoe Ko-
pv4YHeBOe Macrio oYuLLAanu nocpeacTBOM KOMIOHOYHON XpoMaTtorpadmm Ha cunukarene (3Tunaue-tart/rekcad 1:4).
B pesynbTate nonyyanu 0,43 r (26%) (RS)-1-(2-a3ngonponun)-7-n3obytokcu-1,4-aurngpo-mHaeHo[1,2-bjimppona
B BMAE Macra clierka xenro-saToro useTa.

a) 043 r (1,38 wmmonda) (RS)-1-(2-a3upgonponun)-7-u3obyTtokeu-1,4-gurnaponHaeHo[1,2-blnvppona,
pacTtBopeHHoro B 50 mn 6e3BogHOro aTaHona, rma-pupoBany B MpucyTcTBuM 50 Mr oKMCK NNaTuHbl B Te-YeHne 4
4. 3aTeM oT(uNbLTPOBLIBAMM OT kaTarmsaTopa, NPOMbIBaNM 3TaHOMIOM W OTTOHSN PacTBOpUTENb B BakyyMme.
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MonyyeHHoe 6GecuBeTHoe Macrno pacTeo-psim B 70 mn 6e3BogHOrO AMAITUIOBOrO 3adupa, unbTpoBanm u
obpabarteiBarm npu nepemMelwmsaHum pactsopom 80 mr (0,69 mmons) dpymaposon ku-crnotel B 10 Mn meTaHona.
3atem nepemewwvBanu B TeyeHue 17 4 Mpy KOMHATHOW Temnepartype, nocrie 4yero oTunbTpoBbiBam bernbie
Kpuctannel. B pe-synbTtate nonyyanu 0,25 mr (53%) dymapara (RS)-2-(7-u3obytokcu-1,4-gurugpovHaeHol[1,2-
b]mppon-1-un)-1-metmnatmunamuna (1:0,5) ¢ .nn. 178°.

Mpumep 17

a) Pacteop 11,8 r (73,7 mmons) 6-atun-1-uHgaHoHa, 15,4 mn (0,18 monqa) 3-6yten-2-ona u 110 mr n-
Tonyoncynbgokucnotel B 110 Mn 2,2-aguMeToKcMnponaHa B TeYeHue 46 4 kunaTunm ¢ 06-patHbIM XOJI04UITb HUKOM
B BOOOOTAENMTENE, 3ano/IHEHHOM MOINEKynApHbIM cutom (0,4 HM, rpaHynbl 2 Mm). 3aTemM peakuMOHHYI0 CMeChb
KOHLEHTPMpOBariM B BakyymMe W OuuLanM MOCPeACTBOM KOMOHOYHOM XxpomaTtorpadumM Ha cunvkarene
(rekcan/guatnnosbivi acbup 5:1). B pesynbtate nonydyamm 7,92 r (50%) (RS)-2-(2-6yTteH-1-un)-6-a1mn-1-mHgaHoHa
B BMAE KOPUYHEBOrO Macra.

6) Yepes oxnaxaeHHbIn go -70° pacteop 7,92 r (37,0 mmonen) (RS)-2-(2-6yTen-1-un)-6-ammn-1-nHga-HoHa B
150 mn 6e3BogHoro guxrnopmeTtaHa 1 30 mn 6e3BOAHOTO MeTaHosMa NPy NepeMeLLMBaHMN NPoMyckanu B Te4eHne
40 MyH NoToK 030Ha (3 © 030Ha/yac). 3aTem pacTBop MpoAyBanv B TedeHne 5 MUH Kcno-podoM n B TeveHue 10
MUH aproHom. MNocne pobasku 3,36 mn (45,8 mmonewn) aumeTuncynbguaa nepemMe-umBanm B Tedenve 15 4 npu
KOMHaTHON TemnepaTtype. PeakuumoHHyld cMecb ynapvBanM B Bakyyme, oc-Tatok obpabatbiBanm 150 mn
avxrnopmMeTaHa u nocne go6asku 30 mn BoAbl 1 30 MN TPUPTOPYKCYCHON KN-CROTEI NepemeLumBav B TeveHue 3 4
npv KOMHaTHOW Temnepatype. 3ateM cMech BblifvBanv B 150 M BO-Abl M NPy NepeMeLLMBaHny HenTpanusoBanw,
pobaB-nas ¢ nomowpto Wwnatens rugpokapboHat HaTtpus. lMocrne atoro gobaensnu ewe 50 mn Bodbl, dasbl
pasgensmm 1 BodHylo a3y ABakAbl dKCTpParMpoBanM COOTBETCTBEHHO nopumsmu no 100 mn guxrnopmeTa-Ha.
CoeavHeHHble opraHudeckve asbl cywmnu Hag cynbaTtom MarHuss u KOHUeHTpupoBanuM B Bakyyme. B
pesynbTate nonyyamm 6,94 r (93%) (RS)-2-(2-okco-a1mn)-6-aTnin-1-nHgaHoHa B BMAE XXENToro macra.

B) PactBop 2,02 r (10 mmonen) (RS)-2-(2-okcoaTtun)-6-a1nn-1-nHgaHoHa n 80 Mr n-Tonyoncynb-hoKUCIOT B
70 mn 6e3BogHOro Torfyona HarpeBamv B BogooTAenutene. B kunawmii pactBop B TeveHvWe 5 MWMH Mo Kanmsm
pobaenanm pacteop 3,0 r (40 mmo-nen) (R)-1-amuHo-2-nponaHonia B 20 mn 6e3BogHoro Tonyora. 3atem
npojospkamM KunatuTb elwe B Tedve-Hue 45 MuH, npudem obbem pacTBopuTens cokpa-wancs go 20 mn.
OxnaXAeHHyl0 peakUMOHHYI0 CMeCb O4vuWany MOCPeACTBOM KOMOHOYHOM Xpomato-rpadmu Ha cunukarene
(emnaueTat/Tonyon 1:1).

B pesynbtare nonyvarm 1,7 1 (71%) (R)-1-(7-a1un-1,4-gurngpounHgeHo[1,2-bJnmppon-1-un)-npo-naH-2-ona B
BMAE KOPUYHEBOro Macna.

r) B oxnaxaeHHbii go 0° pacteop 1,7 r (7,04 mmonen) (R)-1-(7-a1un-1,4-gurngpowvHgeHo[1,2-bjmmppon-1-un)-
nponaH-2-ona un 3,9 Mn (28,2 MMo-ner) TpuaTunamuHa B 55 mn guxropmeTaHa npu ne-pemeLumsaHumn gobasnsanm
no kannsm 1,1 mn (14,1 Mmonen) meTaHcynbOHMIXoOpuaa U NPoaoSKanM nepemMeLLMBaTh elle B TedeHue 1,5 4
npy 3Ton Temneparype. 3aTeM peakuMOoHHy0 cMechb pa3bas-nanm 100 mn guxrnopmeTaHa, ABaXdbl MPOMbIBanM
COOTBETCTBEHHO MopuuaMM Mo 70 MN HacbILWEHHOro pacTeopa rugpokapboHaTa HaTpus U CoeAuHEeHHbIe BOOHbIE
da3bl 0AWMH pa3 JkcTparvposamm ¢ rnomowpio 70 mn gumxrnopmeTtaHa. CoedvHeHHble opraHudeckve dasbl
npomMbiBarm 100 M HacbIWEHHOro pacTBopa Xropuaa HaTpusi, CyLWMAM Had CynbdaroM MarHvist U ynapvsamm B
Bakyyme. lNonyyeHHoe 3eneHoe Mmacrno pacteopsim B 50 mn 6e3BogHoro gumetundopm-amuga, obpabatbisanm
0,84 r (12,8 mmonew) a3nga HaTPUSt U PEAKUUOHHYIO CMEChb NMpuW NEpPEMELLMBAHUN HarpeBanu B TeveHne 16 4 oo
60°. MNocne oxmaxgeHwss cmecb BblmBanu B 120 mn BoAbl M OBaxAbl 3KC-TPArMpoBarM COOTBETCTBEHHO
nopumamu no 120 mn amwnauetata. CoedvHeHHble opraHudeckne dasbl MPOMbIBAIM MO OAHOMY pasy
cootBeTcTBEHHO 100 mn Boabl U 100 Mn HacbILEHHOro pacTBopa Xfopuaa Ha-Tpusl, CyLUMNM Hag cynbdaTtom
MarHWsi MU KOHLEHTpMpOBanM pactBop B Bakyyme. [lonydyeHHOe KOpMYHEBOE Macfio Ouvany nocpeacTBOM
KOJFIOHOYHOW Xpo-matorpacpum Ha cunvkarene (tonyon). B pesymbtate nomyydanu 0,74 r (40%) (S)-1-(2-
asugonponun)-7-aturn-1,4-aurugpounHaeHo[1,2-bjnimppona B BUae Xen-toro Macna.

a) 0,74 r (2,7 mmons) (S)-1-(2-a3ugonponnn)-7-atun-1,4-gurngpovHgeHo[1,2-bjnppona, pacTBoOpeH-HOro B
30 mn GesBogHoro aTtaHoma, rugpwposanu B npucytcTBum 80 Mr okucu nnatuHbl B TedeHne 15 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanu3aTopa, NPOMbI-Banv 3TaHOSIOM U OTTOHSINW pacTBOpMTESb B Bakyyme. MonyvyeHHoe
H6ecuseTHoe macno pacTtsopsnvm B 50 mn 6e3Bo4HOr0 AUSTUNOBOrO 3dhmpa, hunbTpoBamm 1 Npu NepemeLLMBaHum
obpabateiBarm pacteo-pom 345 wmr (2,97 wmmond) dymaposon kucrnoTel B 10 Mm MeTaHona. 3aTtem
nepeMelwmBanM B TeuyeHue 17 4 MpyM KOMHATHOW Temnepartype, nocrne 4ero oT-dunbTpoBbiBarmM 6Genble
kpuctannel. B pesynetate nonyvamm 0,45 r (56%) dpymapara (S)-2-(7-amnn-1,4-gurngpomnHaeHo(1,2-b]imppon-1-
un)-1-metnnatun-amumHa (1:0,5) c T.nn. 189-190°.

Mpumep 18

a) PactBop 8 r (42 mmons) 6-meTokcukap6oHu-1-nHgarHoHa, 8 mn (0,1 mons) 3-6yten-2-oma n 100 mr n-
TonyoncynbgokucnoTel B 80 Mn 2,2-aMMeTOKCU-MponaHa KUNaTunm ¢ o6patHbIM XonoAnSibHUKOM B TeveHune 28 Y
B BOAOOTAenuTe e, 3anofiHeHHOM MO-feKynapHbiM cutoM (0,4 HM, rpaHyrbl 2 Mm). 3aTeM peakLUoHHY0 CMeChb
KOHUEHTpMpOoBarmM B BakyymMe MW O4ulanu MocpeACcTBOM KOMOHOYHOM XpomaTtorpadum Ha cunvkarerne
(rekcaH/atTvnaueTat 3:1). B pesynbTtate Hapsgy ¢ 1,3 r agykta nonyyanu 8,5 r (83%) (RS)-2-(2-6yTteH-1-un)-6-
MeTOKCMKapbOoHMI-1-nHgaHoOHa B BUAE Macra >XXenToro LgeTa.

6) Yepes oxnaxaeHHbIi go -70° pacteop 10,5 r (42,9 mmons) (RS)-2-(2-6yTeH-1-un)-6-meTokcmkap-6oHUI-1-
nHgaHoHa B 150 mn 6e3BOAHOrO AMXIOpMe-TaHa Mpy NepeMeLlrBaHun Mpomnyckanm B TedeHue 45 MUH MoTok
030Ha (3 r o3oHa/yac). 3aTeM pacTBOp nNpodyBany B TedeHne 5 MUH KUCropoaoM 1 B Teye-Hue 10 MVH aproHom.
Mocne pobGaskm 4,74 mn (64,4 mmonsa) aumeTuncynbduga nepemelumsanm B TteveHne 18 4 npu KOMHaTHOWM
Temnepatype. Peakun-oHHyl0 cCMecCb yrmapuBanM B BaKyymMe W OYMW@IM  Mo-CPeACTBOM  KOFIOHOYHOM
Xpomarorpadmm Ha cunuka-rerne (guaTunosbln adup). NyTem nepekpucTannmaa-umm MosyyeHHOro TBEPAOro
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BewecTBa nonydyam 4,51 (45%) (RS)-2-(2-okcoatun)-6-meToKkCUKkapboHUn-1-MHaaHoOHa B BuAe XeMmToBaToro
TBEpAOro BellecTsa c T.nn. 92°.

B) PactBop 2,32 r (10 mmonen) (RS)-2-(2-okco-a1un)-6-meTokcukapboHun-1-mHgaHoHa n 80 wmr n-to-
nyoncynbdokmcnotel B 70 Mn 6e3BogHOro Tosfyoria HarpeBanM B BogooTAaenmtene. B kunawmn pacteop B
TeyeHne 5 MuH no kanmsm gobasnanm pactBop u3 3 r (40 mmonen) (RS)-1-amuHo-2-mponaHona B 20 mn
6e3BogHoro Tonyona. 3atem MpogosKamm KunAaTUTb elwle B TevyeHve 45 MuH, mpuuem obbem pacTBoputend
cokpawamm Ao 20 mn. OxnaxaeHHy peakLMOHHY CMeCh O4MLLan NoCpeAcTBOM KOMOHOYHOM Xpo-maTtorpadumn
Ha cummkarene (atunaudetat/tonyon 1:1). B pesynbTtate nonydamm 2,2 r (81%) (RS)-1-(7-meTokcukapbonun-1,4-
30auruppouvHaeHo[1,2-b]nmp-pon-1-mn)-nponaxH-2-ona B BuAe Macra Kopu4HeBOro LseTa.

r) B oxnaxaeHHein go 0° pacteop 2,2 r (8,1 mmonewn) (RS)-1-(7-meTokcmkap6oHui-1,4-gurng-ponHaeHo[1,2-
blJmppon-1-un)-nponaH-2-oma n 4,55mn (324 wmmonsa) TpuetnamumHa B 60 Mn gu-xnopmeTtaHa Mpu
nepemMewmBaHum gobasnamm no ka-nnsm 1,26 mn (16,2 Mmornein) meTaHcynbgOHUNXMO-puaa U NpoJosoKanm
nepeMelwBaTtb elle B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMOoHHyl0 cMecb pasbasnanm 100 mn
AvxropMeTaHa, ABaxAbl MPOMbIBalM COOTBETCTBEHHO mMopuusamMu no 70 M HacblWEHHOro pacTBopa
rmgpokapboHata HaTpust U coefduHeHHble BoAHble hasbl OAWH pa3 JKCTparvpo-sarm € rnomowpio 70 M
anxnopmeTaHa. CoefauHeH-Hble opraHudeckve dasbl npombiBanv 100 M Hacbl-LUEHHOro pacTtBopa xropuaa
HaTpus, CYLUMNM Hag cyfbdaTtom marHvs u ynapveanu B Bakyyme. Mony-4eHHoe KopMyHeBoe Macro pacTBOpsiv
B 50 mn 6e3-BogHoro gmmeTtundopmamuaa, obpabateiearm 1,05 r (16,2 mmonen) asuga HaTPUS ¥ peakUMOHHYHO
CMecCb Npu NepemMeLLMBaHUKM HarpeBanuy B TeueHne 15 4 go 60°. MNocne oxnaxaeHus pacteop Boimeanu B8 100 mn
BOAbl W [OBaKAbl 9KCTparMpoBamM cooTBeTCcTBeHHO rnopumsmm no 100 mn ammnaudeTtata. Coeaun-HeHHble
opraHuyeckve dasbl MO O4HOMY pa3dy Mpo-MblBarm cooTBeTcTBeHHO 70 mn Bodbl U 70 M Ha-CblLLEHHOMO
pacTBopa xropvga HaTpus, CyWMAW Hag cynbdaToM MarHus W KOHLEHTPUpOBanu pacTBOp B BaKkyyMme.
MonyyeHHOe KOpMYHEBOE Macso OYMLANN NOCPEeACTBOM KOFIOHOYHOWM Xpomatorpadum Ha cunu-karene (Tonyon).
B pesynbtate nonyyamm 950 mr (40%) (RS)-1-(2-asngonpomun)-7-meTokcukapbonun-1,4-gurngponHaeHol1,2-
b]nmppona B BMAe Macna ko-puyHeBaToro ugeTa.

a) 0,95 r (3,2 mwmons) (RS)-1-(2-a3ngonponun)-7-meTokcukapb6oHun-1,4-guragpovHaeHo[1,2-bjnmppo-na,
pactBopeHHoro B 70 mn 6e3BogHOro MeTaHorna, rmapupoBany B NpMcyTcTBum 95 Mr okMcu nnatuHbl B TeyeHne 4
Y. 3atem oTWNLTPOBBLIBAIM OT KaTanusa-Topa, NPOMbIBarM METAHOSIOM U PacTBOPUTENb OTrO-HSNM B Bakyyme.
MonyueHHoe BecueTHoe Macrno pacTBopsim B 110 mn 6e3BogHOro AnaTUNOBOro admpa, duneTpoBanm 1 npu
nepemewwvBaHn obpa-6atbiBanu pactsopom 186 mr (1,6 mmons) dpymapo-Bon kucrnotel B 20 M meTaHona.
3atem nepemelmBanu B TeyeHne 3 Y Npu KOMHATHOW Temrepatype, rmocre 4ero oTwnbTpoBbIBanM Genble
Kpuctanmel. B pesynmbtate nonysarm 770 wmr (73%) dymapata (RS)-2-(7-meTtokcukapbonun-1,4-
avrngpowHgeHo[1,2-b]-mmppon-1-un)-1-metunammnammna (1:0,5) ¢ 1.nn. 199-200°.

Mpumep 19

a) B oxnaxpeHHbin go 0° pacteop 3,55 r (10,7 mmonew) (RS)-1-(2-a3ngonponunin)-7-Me3nrnok-cukapboHurn-
1,4-gurugpounHaeHo[1,2-bjimppona B 90 mn  6e3BogHoro auaTtunoBoro adwmpa u 90 wmn  6Ges-BogHOro
TeTparngpodypaHa B TeyeHne 5 MuH go-6aenanu no kannam 5,87 mn (11,7 mmonewn) 2M pac-TBopa heHUNNnTS.
Yepes 15 MuH npu Ton e TeM-nepatype MOBTOPHO Aobaensanu no kannam 5,87 mn pacteopa peHunmmTms u
nepemMeLVBani ele B Te-4eHMe 5 MUH, Mocre Yero peakuMoHHyto cmecb obpa-6atbiBanu 50 M HacbIWeHHOro
pacTBopa xropuaa aMMoHust 1 25 M BoAbl. 3aTeM OAWH pa3s aKCTparM-poBanu ¢ nomoLpto 50 mn aTunaueTara,
BOAHYIO (hasy crerka nogkucnsanm 1H consHom KUCNOTON M TPWXKAbI 9KCTparMpoBanM COOTBETCTBEHHO MOPLUSMA
no 100 mn atunauetata. CoeanHeHHble opraHudeckne asbl ogvH pa3 npombiBarm 100 MR HacblWweHHOro
pacTBopa XJiopuaa HaTpus, CyWMnn Hag Cynb-haToM MarHus U KOHUEHTpupoBamn B Bakyyme. B pe-3ynbTate
nonydyanm 2,7 r (99%) (RS)-1-(2-asugonpo-mnn)-7-rugpokcu-1,4-gurngponHaeHol1,2-bjnmppona B  Buge
KOPWYHEBOro mMacna.

6) B pacteop 1,05 r (4,13 mmons) (RS)-1-(2-asngonpommn)-7-rugpokeu-1,4-gurngponHaeHo[1,2-b]nmppona v
0,6 mn (7,4 mmonewn) nupuamHa B 30 Mn guxriopMeTaHa npyu nepemelumBanmm gobaenanu 0,7 mn (7,4 mmonen)
aueTaHruapuga v Npo4oISiKanM nepemMelvBaTh elle B TedeHre 16 4. 3atem peakumn-oHHy0 cmech obpabaTtbiBanv
50 mn guxrnopmeTtaHa u 40 mn BOAbl, OTAENSANM OpraHUYeckylo a3y u npo-mbiBarm ee oauH pa3 50 mn
HacbILEHHOro pacTeBopa xyiopuaa Hatpus. Mocne cylwku Hag cynbdatoM Mar-Husi KOHLEHTPMpOBanu B BakyyMme,
M CbIPOW MPOAYKT OYWLLANM NocpeacTBOM KOMOHOYHOM xpomaTtorpadum Ha cummkarene (atunauetat/rekcaH 1:2).
B pesynbtare nonyyamm 0,9 r (85%) (RS)-1-(2-a3ugonpomnun)-7-aueTokeu-1,4-gurnagponHaeHo[1,2-blnvppona B
BMAE Macra crierka opaHxeBoro LpeTa.

B) 0,84 r (2,84 wmmons) (RS)-1-(2-asupgonpornmn)-7-aueTtokcu-1,4-gurngponHaeHo[1,2-blnmppona, pac-
TBOpeHHoro B 100 m 6e3BogHOrO aTaHona, rmopupo-Banmm B NPUCYTCTBUMM 85 Mr OkUCK MnaTuHbl B TeveHue 4 u.
3atemM oT(unNbTPOBLIBAMM OT KaTanmu3aTopa, NPOMbIBany 3TAHOJNIOM WM OTFOHANM pacTBOpUTENb B BaKyyme.
MonyyeHHoe GecuBeTHoe macno pacteopsiiv B 100 mn 6e3BogHOro AvaTMNOBOro adhupa, unbTpoBamm u
obpabartkiBanm npu nepemelumBaHum pactesopom 178 mr (1,54 mmonsi) dymapoBon ku-crnotbl B 20 Mn meTaHona.
3atem nepemelmBanu B TedeHne 4 4 MpM KOMHATHOW Temnepartype, Mocre 4ye-ro oTdunbTpoBbIBaM Gerble
Kpuctannbel. B pesynb-tate nonydarmm 400 mr (43%) dymapata (RS)-2-(7-aueTtokcu-1,4-gurugponHgeHo[1,2-
b]mmppon-1-un)-1-metunatunamuda (1:0,5) ¢ T.nn. 187-188°.

Mpumep 20

a) Pacteop 1,88 r (10 mmonen) (RS)-2-(2-okcoatun)-6-meTni-1-nHgaHoHa 1 80 Mr n-Tonyo nicy-nbpoKMUCoThI
B 70 mn 6e3BogHOro Tonyona HarpeBanv B BogooTaenuterne. B kunawwmin pactBop B Te-4eHWe 5 MUH Mo Kanmsm
pobaensanm pacteop u3 3,0 r (40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3aTtem
nMpoAospKanmM KuNATUTb ele B TeyeHne 45 MuH, nmpuyem obbem pactBoputens cokpawanu go 20 mn.
OxnaxAeHHylo peakuMOH-HYl0 CMeCb O4YMLany nocpencTBOM KOMOHOYHOW Xpo-maTtorpadvn Ha cunukarene
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(anaTtunosbin adup/rekcaH 7:3). B pesynbTtate nonyyanu 0,99 r (44%) (RS)-1-(7-metun-1,4-gurugpounHgeHo[1,2-
b]-nnppon-1-un)-nponaH-2-ona B BUAE KOPUYHEBOIO Macna.

6) B oxnaxgeHHbln go 0° pacteop 0,98 r (4,3 mmons) (RS)-1-(7-memun-1,4-aurngpovHaeHo [1,2-blnmppon-1-
un)-nponaH-2-ona un 2,4 mn (17,2 mmonen) TpuatunammHa B 50 mMn guxropmeTta-Ha Mpu nepemeLlumMBaHum
pobaenanm no kannam 0,67 mn (8,6 Mmonen) MmeTaHcynbOHUNXIopMaa M NpoAoIPKanM nepeMeLunBaTth eLle B
TeyeHue 1,5 4 npm aTon TemnepaTtype. 3aTeM peakuMoHHyto cMecb pasbasnsamm 100 mn guxnopmeTtaHa, ABaxabl
NPOMbIBarM COOTBETCTBEHHO MopumsMu no 70 MM Hacbl-LEHHOro pacTBopa rugpokapboHaTta Hatpus U co-
evHeHHble BOAHble (hasbl 0AWH pa3 aKkcTparuposanM ¢ nomolpbto 70 M guxrnopmeTtaHa. CoeauHeHHble op-
raHndeckve dasbl npomMbiBarm 100 mMA HacbiWEHHOro pacTBopa Xfopuga HaTpus, CyLMM Hag cylbdatom
MarHMs W ynapusarm B Bakyyme. [lonydyeHHoe 3eneHoe macro pacteopsim B 40 mn 6e3sogHoro avme-
Tmndopmamuaa, obpabarteisarm 0,56 r (8,6 MMonen) asvaa HaTpUs M PpeakLUOHHYK CMEChb MpY NepeMe-LLMBaHNK
HarpeBarm B TeyeHve 16 4 go 60°. MNocne oxnaxaeHus pacteBop BoimBanv B 100 mn Bogpl U ABaxAbl
3KCTparMpoBanuM CcooTBeTCTBEHHO nopumamn no 100 mn atvnauetata. CoeguHeHHble opraHuyeckne dasbl
npoMbIBarM Mo ogHoMy pasdy cooTBeTcTBeHHO 70 mn BoAbl M 70 M HacbIWEHHOro pacTBopa Xxropuga HaTpus,
cywmnu Hag cynbdaToM MarHus U KOHLEHTpUpoBarM pacTBop B Bakyyme. [lonyyeHHOe KOopuUYHeBOoe Macrio
oyvLany NoCpeAcTBOM KOMIOHOYHOM xpomaTtorpadum Ha curmmkarene (tonyon). B pesynbtate nonyvanu 737 mr
(68%) (RS)-1-(2-a3npo-npormn)-7-metni-1,4-gurngponHaeHol[1,2-b]Jmmpporna B Buge 6ecuseTHOro Macna.

B) 0,73 r (2,89 wmwmonqa) (RS)-1-(2-asngonpommn)-7-metun-1,4-gurngpounHgeHo[1,2-bl-nmppona, pac-
TBOpeHHoro B 40 mn 6e3BoAgHOro aTaHona, rmapupo-Bann B NPUCYTCTBUM 75 M OKUCW MNaTuHbl B TeYeHue 3 u.
3atemM OTWNLTPOBLIBAIM OT KaTanmmM3aTopa, NPOMbIBany 3TaHOSIOM WM OTFOHANM pacTBOpWTENb B Bakyyme.
MonyueHHoe 6GecuBeTHoe Mmacrno pacteopsym B 50 mn 6e3BogHOro AuITUMOBOrO admpa, ubTpoBaiM U
obpabatbiBanu nNpu nepemMelumBaHm pactsopom 168 mr (1,45 mmons) dymapoBow ku-croTel B 10 mn MmeTaHona.
3atemM nepemMewwmBany B TeveHue 17 4 npu KOMHaTHOW TemnepaTtype, nocrne 4Yero oTdurbTpoBbIBarM Genble
kpuctannel. B pe-synbTate nonyunmm 596 wmr (73%) dymapata (RS)-2-(7-memn-1,4-gurmgpounHgeHo[1,2-
blmppon-1-un)-1-metmnamnamuna (1:0,5) ¢ T.nn. 194°.

Mpumep 21

a) Pacteop 2,08 r (10 mmonen) (RS)-2-(2-okcnamn)-6-xnop-1-uHgaHoHa n 80 Mr n-Tonyorn-cynbOoKUCIoThI B
70 mn 6e3BogHoOro Tonyona Ha-rpesanmv B BogooTgermrtene. B kunawmn pactBop B TeveHvWe 5 MWH Mo Kanmsim
pobaenanm pacteop 3,0 r (40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3atem
npojospkamM KMATUTE ele B TeyeHue 45 MuH, nmpudem obbem pactBoputens cokpawanmu go 30 mn.
OxnaxAeHHyl0 peakUMOoHHYl0 CMeCb O4vuWany MOCPeACTBOM KOMOHOYHOMW Xpo-matorpaduu Ha cunukarene
(amnaueTat/Tonyon 3:7). B pesynbtate nomyyanm 1,52 r (61%) (RS)-1-(7-xop-1,4-aurmgponHgeHol[1,2-
blmppon-1-un)nponan-2-ona B BWAEe KOPUYHEBOIO Macra, KOTOpOe Herno-CPeACTBEHHO WCMonb30BanM B
rnocneayoLlen
peakuum.

0) B oxnaxaeHHbin oo 0° pacteop 1,52 r (6,1 mmonen) (RS)-1-(7-xrnop-1,4-amrngpovHaeHo-[1,2-blnmppon-1-
wn)-nponaH-2-ona 1 3,4 mn (24,5 mmons) TpusTunamvHa B 40 Mn guxriopmeTaHa npu nepemeLuvBaHunmn
pobasnanu no kannsam 0,95 mn (12,3 mmornen) meTaHcynbOHUNXIIOPMUAA U NPOAOM-Karnv nepemMeLLmBaTh eLle B
TeueHne 1,5 4 npu aTow TemnepaTtype. 3aTeM peakuuoHHylo cMecb pasbasnsmm 280 mn guaTunosoro adupa,
ABaXxdbl NPOMbIBaNM COOTBETCTBEHHO nMopumsMu Mo 70 M Hacbl-LUEHHOro pacTBopa rugpokapboHata HaTpusi 1
CO-eVHeHHble BoAHble (ha3bl OANH pa3 aKcTparnpoBamm ¢ noMolusto 70 mn guatnnosoro acdupa. CoegnHeH-Hble
opraHunyeckve dasbl MpoMbiBamM 70 M Hacbl-LUEHHOTO pacTBOpa Xfopuga HaTpus, CyWunv Hag cyrbdatom
MarHMsi ¥ ynapvBarm B Bakyyme. [lony-byeHHoe kopudHeBoe Macrno pacTtsopsmm B 30 mn 6e3-BogHOro
onvetundopmamuaa, obpabarteiBarm 718 mr (11,0 Mmoner) asuga HaTpus M PEAKUUOHHYKD CMeChb Mpu
nepemMeLLBaHuM Harpesanu B TedeHne 17 4 go 60°. Mocne oxnaxaeHns pacteop BblvBamm B 140 mn BoAbl U
OBaxbl 3KCTparmpoBanM COOTBET-CTBEHHO nopuusmu no 140 mn gmatunoBoro adgupa n ogHu pas 140 mn
aTunauetata. CoeguHeHHble opra-Hudeckne gasbl NPOMbIBaNMM Mo O4HOMY pa3y cooT-BeTcTBeHHO 140 mMn BoAbl U
140 mMn HacbILWEHHOro pacTBopa XJfiopuaa HaTpus, CyLUMnY Hag cynbdatom MarHus 1 KOHLEHTpUpoBanu pacTsop
B Bakyyme. [lo-nyyeHHOe KOpWMYHEBOE Macrio ouuanM MocpeacTBOM KOJIOHOYHOM Xpomatorpadpum Ha
cunukarene (tony-on). B pesynbtate nomydanm 1,0 r  (60%) (RS)-1-(2-asmponponun)-7-xnop-1,4-
aurngpovHaeHo[1,2-b]imp-porna B Buge macna.

B) 1,0 r (3,7 mmons) (RS)-1-(2-asugonponmn)-7-xnop-1,4-gurngpovHaeHo[1,2-blnmppona, pactsopeH-Horo B
40 mn 6e3BogHOro aTaHoma, rugpupoBanv B npucytctBum 100 Mr okMcuM mnatuHbl B TedeHue 17 4. 3atem
OTUMbTPOBbLIBaNM OT KaTann3aTopa, MPOMbI-Banv 3TAHOSIOM U OTTOHSINN pacTBOpuUTESb B Bakyyme. MonyvyeHHoe
HecuBeTHOe Macno pacTeopsinm B 75 mn 6€3B0AHOIO AMATUIOBOro admpa, punbTposa-nm n obpabateiBanu npu
nepemewmBaHum pacteo-pom 195 wmr (1,68 wmmonst) dymapoBow kucrotel B 15 mMn meTaHona. 3aTtem
nepeMewmBanM B TeyeHMe 19 4 MpyM KOMHATHOW Temnepartype, nocrne 4ero oT-dunbTpoBbiBarmM 6Genble
Kpuctannbl. B pesynbTtate nonydanm 945 mr (85%) dymaparta (RS)-2-(7-xnop-1,4-gurnagpouHgeHo[1,2-b]nmpporn-
1-un)-1-metTnn-atunammna (1:0,5) ¢ T.nn. 206°.

Mpumep 22

a) Pacteop 2 r (9,8 mmonen) (RS)-2-(2-okco-31un)-6-meTokcn-1-nHagaHoHa u 80 Mr n-Tonyo Nicyrnb-gYOKMUCTIOThI
B 70 mn 6e3BoAHOro ToNyonia HarpeBanu B BogooTAaenutene. B kunawmin pactsop B TeueHue 5 MuH gobasnsanm
no kannmsm pacteop 2,94 r (39,2 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3sogHoro Tonyona. 3aTem
npoporpkanmM knnatute ewe B Tedenne 30 MuH, mpuyem ob6bem pacTBopuTens cokpawanu go 20 mn.
OxnaxaeHHyl0 peakuMOH-HYI0 CMeCb O4YuMLany nocpeacTBOM KOMOHOYHOW Xpo-maTtorpadvu Ha cunukarene
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(@mnauetat/Tonyon 1:1). B pesymbrate nonyvarmm 1,7 1 (71%) (RS)-1-(7-meTokcu-1,4-gurngponHaeHol[1,2-
b]Jmppon-1-un)-nponaH-2-ona B BUAe TBEpAOro BellecTsa ¢ T.nn. 76°.

6) B oxnaxgeHHbin go 0° pacteop 1 r (4,1 mmo-ns) (RS)-1-(7-meTokemn-1,4-gurngpovnHaeHo[1,2-b] nuppon-1-
un)-nponaH-2-ona 1 2,3 mn (16,4 mmonen) TpuatunamumHa B 30 M guxriopmeTtaHa npu nepeme-wmBaHum
pobaenanm no kannsm 0,64 mn (8,2 MMOo-nen) MeTaHCyNbOHUNXIIoOpMAa U NPOAOIPKanM ne-peMeLLmBaTh eLle B
TeyeHue 1,5 4 npu aton TemnepaTtype. 3aTteM peakuMOHHYyl0 cmecb pasbasnanu 200 mn guatmnosoro adupa,
ABaXdbl MPOMbIBanM COOTBETCTBEHHO MopumsiMu Mo 70 M HacbIWeHHOro pacTBopa rugpokapboHaTa HaTpus u
coevHeHHble BOoAHble dha3bl OAMH pa3 aKcTparmpoBanm ¢ nomolpio 70 mn guatunosoro adgupa. CoeanHeHHble
opraHudeckve dasbl npoMbiBarm 70 MM HaCbILWEHHOIO pac-TBopa Xfopuaa HaTpus, CyWWMiM Hag cylbdaTtom
MarHMs 1M ynapusanu B Bakyyme. [lonydyeHHoe Kopuy-HeBoe Macno pacteopsim B 40 mn 6e3sogHoro au-
MeTundopmamuga, obpabarteiBarm 0,53 r (8,2 MMo-nen) a3uga HaTpus M pPeakUMOHHYKD CMEeCb MNpu nepe-
MelmBaHUM HarpeBarm B TeyeHue 15 4 pgo 60°. No-crne oxnaxaeHusa pacTteop Bbirmeanu B 140 mn BoAbl U
ABaXdbl 9JKCTparvpoBarm COOTBETCTBEHHO mnopuuamu no 140 mn guaTtunosoro adwupa. CoeduHeHHble
opraHmyeckue dasbl NpombiBanM Mo ogHoMy pady cooTseTctBeHHO 100 mn Bogbl M 100 MN HaCbIWEHHOIo
pacTtBopa xropuga HaTpus, CYWMnW Hag cynbda-ToM MarHus W KOHUEHTPUMpPOBanM pacTBOp B BakKyyMme.
MonyyeHHOe KOpPUYHEBOE MAacIio OYMLLANKN MNOCPEeACTBOM KOFIOHOYHOW Xpomatorpadum Ha cummkarene (Tonyon).
B pesynbTate nonyyanu 750 mr (68%) (RS)-1-(2-a3ngonponun)-7-meTokcun-1,4-aurngponH-geHol1,2-bJnmppona B
Buge GecuBeTHOro macna.

B) 1 1 (3,7 mmons) (RS)-1-(2-aangonponun)-7-meTtoken-1,4-gurnagponHaeHo[1,2-b]nppona, pactBo-peHHOro B
50 mn GesBogHoro ataHomna, rugpuposanu B npucytctBum 100 Mr okucu mnatuHbl B TeveHve 3 4. 3atem
OTUMbTPOBbLIBANM OT KaTanmsaTopa, NPOMbI-Banu 3TaHOJIOM U pacTBOpUTENb OTFOHANM B Bakyyme. MonyveHHoe
b6ecuseTHoe Macno pactBopsim B 100 mn 6Ge3BogHoro AuatunoBoro adwmpa, dunbTpoBarM UM Mpu
nepemMeLmBaHn obpabatbiBanu pactsopomM 216 mr (1,8 mmonsi) doymapoBoi kucnoTel B 20 Mi MeTaHona. 3ateM
npojospkanM nepemMewm-satb B TedeHue 18 4 mpu KOMHaTHOM Temnepatype, Mocre 4Yero oTdunbTPOBbIBANM
6enble kpucTansbl. B pesynbTtate nonyyanu 882 wmr (79%) dymapata (RS)-2-(7-meToken-1,4-gurngpovHaeHol1,2-
blmppon-1-un)-1-metmnamnamuna (1:0,5) ¢ T.nn. 203°.

Mpumep 23

a) Pacteop 20,0 r (0,12 monsa) 6-meTtokcu-1-mHgarHoHa, 31,3 mn (0,36 mons) 3-0yteH-2-ona, 53,5 mn (0,43
Morsi) 2,2-gumeTtokcunponaHa u 200 mn n-tonyoncynbdgokucnotel B 200 M Tonyona HarpeBanv 0 KUMEHWS.
OO6pasyioLyocs CMeCb Me-TaHon/aueToH ynapuBanyv M peakuMOHHbIA PacTBOp KUMATUAM B TeYeHUe HouYu C
obpartHbiM xonoauneHMKoM. [locre oxnaxaeHust pactsop npombiBam 500 M HacbILWEHHOTO pacTBopa
rmgpokapboHaTta Ha-Tpus. BogHyto @asdy akcTparvpoBanm C rnomouwpio 50 Mn aTunaueTarta, coeguHsanu c
opraHuyeckon pa-3oi, cylumnu cynbarom MarHusi 1 ynapvsanmm B Ba-kyyme. [ocrne ouncTkn Ha cunukarerne (rek-
caH/gnatnnoBbIvi acpup 5:1) nonydanu 13,6 1 (55%) (RS)-2-(2-6yTeH-1-un)-6-meToKCK-1-MHGaHOHA B BUAE CBETIIO-
XKenToro macna.

6) Yepes oxnaxaeHHbln go -70° pacteop 13,6 r (62 mmons) (RS)-2-(2-6yTteH-1-un)-6-meTokcmn-1-nHgaHoHa B
200 mn 6e3BogHoro amxnopmeTaHa 1 400 mn 6e3Bo4HOrO MeTaHosa Npy NepemeLlMBaHnmn Nponyckan B Te4eHme
60 MuH 030H (3 r o30Ha/yac). 3atem pacTBOp MPOAyBany KWUCMOPOAOM, MOCMie Yero B XOMOAHbIA pacTBOp
pobaenamm 6,4 mn (87 mmonen) gumetuncynbduga. B TeyeHve Houm Temnepatypa pacTBopa JocTurana
KOMHaTHOW, 1 3aTem pacTBop ynapvsanu B Bakyyme. OcTtatok pactsopsnm B 1600 mn guxropmeTtaHa, pacTBop
obpabateiBarm 600 r cummkarensa n 100 mn 10%-Horo pacTBopa Lia-BeneBoW KUCIOTbl U nepemeLumBani B
TeyeHune Houn. 3aTeM PUNbTPOBANM 1 KOHLEHTPMpOBanu B Bakyyme. B pesynbtate nonyyanm 6,5 r (51%) (RS)-2-
(2-okcoatnn)-6-meToKCK-1-MHOAAHOHA B BMAE XeNToro Mmacna.

B) PactBop 4,5 r (22 wmmonda) (RS)-2-(2-okco-atun)-6-metokcu-1-nHgaHoHa n 2,3 r (22 mwmonsa) N-
auetvnaTuneHgnammHa B 100 mn tonyona kunatunu B TeyeHne 10 MMH c oBpaTHbIM XOnmoAumnbHUKOM. Pe-
aKUVOHHY0 CMEeCh yrapusanu B Bakyyme, pacTBOpPSiv B AMXIIOpMeTaHe, CYLLMIN C MOMOLLBIO Cyrnbdyata MarHus u
MOBTOPHO ynapusanu. NMocne ouncTkm Ha cummkarene (dtTunauetar) nonydamm 0,9 r (15%) N-[2-(7-meTokcuK-1,4-
avrngpovnHaeHo([1,2-bjnmppon-1-un)-aTun]-aueTamuaa B BUAE TBEPAOIO BELLECTBA XKEN-TOBATOro LBeTa.

r) 2,4 r (8,9 mmonen) N-[2-(7-meTokcu-1,4-aurngpounHaeHo[1,2-bjnmppon-1-un)-aTunj-auetamu-ga Harpesanm
B aTMocdepe aproHa B 48 mn aTu-neHrnukons/sogel 2:1 B NpMCyTCTBUM 2,5 T rTMAPOOKN-CU Kanusa B TedeHne 17 Y
no 140°. 3atem oxnaxgamm u obpabateiBanu 250 Mn nonyHacbIWEHHOTO pacTBo-pa xropuaa Hatpus. MNocne
3TOro TPWKApl SKCTparMpoBanM C MOMOLUpIO AMITUIIOBOrO 3dhvpa, COoeduHEeHHble 3JKCTPaKTbl CyWMnn Hag
cynbdatoM Hatpus, dunbTpoBarm u ynapusanu. KopuuHeBoe macrno pac-tBopsrm B 30 mMn meTtaHona u
obpabarteiarm 1,0 r (8,6 Mmonen) doyMapOBOM KACMOThl, YTO COMPOBOXAANOCh BbiNaeHNEM CBETNO-KOPUYHEBBIX
KpucTtan-noB. 31 kpucTannbel pacteopsim B 120 mn Tennoro metaHona. lNocne oxnaxgeHns 40 KOMHaTHOW Tem-
nepatypbl MPOAYKT KpucTanmmsoBanM meaneHHow fobaskon 120 mn guaturosoro admpa. B pesynbTate
nonyyanu 2,0 r (66%) dymapara 2-(7-metokcu-1,4-gurnapovHaeHo[1,2-blnmppon-1-uny-atunamumna (1:1) ¢ 1.nn.
177-180°.

Mpumep 24

a) Pacteop 2,0 r (10,4 mmonen) (RS)-2-(2-okco-atun)-5-ptop-1-nHgaHoHa 1 85 mr n-tonyoncynbdo-kUcnoTbl
B 70 mn 6e3BogHOrO Toryora HarpeBanu B BogooTAenutene. B kunswmin pactBop B TeyeHue 5 MVH no kannsm
pobasnanm pacteop 3,12 r (41,6 mmonb) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tomyona. 3atem
MpoAosbKanM KunNATUTb elwe B TeyeHne 45 MuH, nmpuyem ob6bem pactBoputens cokpawanu go 20 mn.
OxnaxaeHHylo peakuMOH-HYI0 CMeCb O4YMLany nocpencTBOM KOMOHOYHOW Xpo-maTtorpadvv Ha cunukarene
(@mmnauetat/Tonyon 2:3). B pesynbTate nonydyamm 1,66 r (69%) (RS)-1-(6-ptop-1,4-gurngpovHaeHol1,2-
b]mmppon-1-un)-npo-naH-2-ona B Buae KOpU4YHEBOIO Macra.



41316

6) B oxnaxpeHHbIn go 0° pacteop 1,66 r (7,17 mmonen) (RS)-1-(6-cdTtop-1,4-gurnapounHaeHo-[1,2-b]Jmmpporn-
1-vn)-nponan-2-ona u 3,98 mn (28,7 mmonen) TpuatmnammuHa B 60 mn guxnopmeTa-Ha Npu nepeMeLuvBaHun
pobaenanm no kannam 1,12 mn (14,3 mmMonen) MmeTaHcynbOHUNXOpUAA U NPOAOITKaNM NepemeLlnBaTth elle B
TeyeHue 1,5 4 mpu aTon Temnepatype. 3aTteM peakuMOHHYI0 cMecb pasbaenanu 70 mn guxnopmeTaHa, ABaxabl
NPOMbI-BanM COOTBETCTBEHHO nopumaMu Mo 70 MM Hacbl-LWEHHOrO pacTBopa rugpokapboHaTa HaTpusi U co-
e[uHeHHble BoAdHble hasbl oAuH pa3 aKkcTparnpoBanm ¢ nomoupto 70 mn guxiopmeTtaHa. CoeduHeHHble op-
raHndeckve pasbl npomMbiBamm 70 M HaCkILLEHHOMO pacTBopa Xropuaa HaTpus, CyLUMW Hag cynbdaToM MarHus
W ynapuBanu B Bakyyme. [lonyyeHHoe Kopuy-HeBoe Macrno pacTtBopsim B 50 mn  6essogHoro au-
MeTundopmamuga, obpabarteiBarm 0,82 r (12,5 Mmo-nei) asnga HaTpusi U pPeakUMOHHYIO CMecb MNpu nepe-
MeLmBaHUM HarpeBanu B TedeHue 17 4 go 60°. Mo-cne oxnaxaeHus pacTBop BolmBanv B 80 mn Bogpl u 5
TPWKAbl 3KCTparMpoBanM COOTBETCTBEHHO rnopumsMu no 100 mn stunaudetata. CoeauHeHHble opraHudeckve
ha3sbl NPOMbIBanM Mo OAHOMY pasy cooTBeTcTBeHHO 70 mn Bogbl M 70 MM HacCbILWEHHOrO pacTBo-pa Xyopuaa
HaTpus, CywMnuM Hag CynbgatoM MarHuMsi U KOHUEHTPMpOBanu pacTtBop B Bakyyme. [lonyyeH-Hoe macrno
KOPUWYHEBOrO LiBeTa O4MLLanm nocpeacTBOM KOSIOHOYHOM XpomaTtorpacum Ha cunukarene (tonyon). B pesyneTtate
nonydyann 0,45 1 (24%) (RS)-1-(2-asngonpommn)-6-dtop-1,4-gurngponHaeHo[1,2-bljnvppona B Buge Xernroro
macna.

B) 0,44 r (1,71 mmonb) (RS)-1-(2-a3ngonponun)-6-cptop-1,4-gurnapounHaeHo[1,2-b]Jnmppona, pacTBo-peHHOro
B 30 mn 6e3BogHOro 3TaHomna, rMapupoBanM B MPUCYTCTBUMM 45 Mr OKWCKM MnaTuHbl B TeyeHue 5 4. 3atem
OTUMBbTPOBbLIBaNM OT KaTanMsaTopa, NPOMbI-Banu 3TaHOJIOM U pacTBOpUTESb OTFOHANM B Bakyyme. MonyveHHoe
6ecuseTHoe macno pacTteopsim B 40 mn 6e3BogHOr0 ANSTUNOBOTO 3dhmpa, punbTpoBam U Npu NepemMeLLMBaHum
obpabateiBanm pacteopom 100 mr (0,86 MMons) doymapoBon KUCIOTbI B 7 M1 MeTaHoa. 3ateM nepeMeLuvsany
B TeyeHue 15 4 npu KOMHaTHOWM TemnepaType, nocre Yero oT-punbTpoBbIBanM 6enble KpucTannbl. B pesyneTtate
nonyyanu 0,39 r (80%) dymaparta (RS)-2-(6-cdT10Op-1,4-AnrngponHgeHo[1,2-bjmmppon-1-un)-1-meTun-aTnnaMmmHa
(1:0,5) c T.nn. 202°.

Mpumep 25

a) Pacteop 10,6 r (63,3 mmons) 5,6-gudtop-1-mHgaHoHa, 13,1 mn (0,15 mons) 3-6yteH-2-ona 1 110 mr n-
Tonyoncynbdokmucnotel B 110 mMn 2,2-gu-meTokcunponaHa B TeveHne 64 4 kunATMM ¢ obpaTt-Hbim
XOMOAMIBbHVKOM B BOAOOTAENuTene, 3arnofiIHEHHOM MorekynspHeiM cutoMm (0,4 HM, rpaHynbl 2 mm). 3atem
peakLUMOHHYI0O CMEeCb KOHLEHTPMPOBaMM B Ba-KyyMe W OuMLLanu NnocpeAacTBOM KOJIOHOYHOM Xpoma-Torpadmm Ha
cunukarene (rekcaH/amaTunosbiv adup 2:1). B pesynbTate Hapsagy ¢ 3,6 r agykta nonyyanu 5,32 r (38%) (RS)-2-
(2-6yTen-1-un)-5,6-gudTop-1-MHOAHOHA B BUAE KOPUYHEBOIO Macra.

6) Yepes oxnaxaeHHbln go -70° pacteop 5,3 r (23,8 mmons) (RS)-2-(2-6yteH-1-un)-5,6-gudTop-1-MHaaHoHa
B 125 mn 6e3BogHoro guxropmetaHa u 25 mn 6e3BOOHOrO MeTaHona Mpu nepeMeLuvBaHuM Mporyckamm B
TeyeHne 40 MWH MOTOK O30HA (2 I 030-Ha/yac). 3aTem pacTBOp B TeyeHne 5 MWH MpoAyBanM KACMOPOAOM M B
TeueHne 10 muH aproHom. Mocne gobasku 2,64 mn (36 Mmornel) aumeTuncyneduga nepemMeLLnBani B Te4eHve
16 4 Npu KOMHaTHOW TeM-nepaTtype. PeakunoHHy0 CMech yrnapuBanu B Bakyy-me, octatok o6pabarsisanu 60 mn
anxnopmeTaHa u nocne gobasku 10 mn Bogpl M 10 M TPUPTOPYKCYC-HOW KUCTOThI NEPEMELLIMBAIN B TeYeHue 2 Y
npv KOMHaTHOW TemnepaTtype. 3ateM cMecb BbimvBanm B 80 M BOAbl U HEMTPanNu3oBamu Npu nepemeLLmMBaHnm,
nobaenas ¢ nomolblo Wnatens rugpokapboHat Hatpus. MNocne atoro gobasnsimn ewe 40 mn Boabl, dhasbl
pasgensmnv n BogHyt dhasy ABaKAbl IKCTparn-poBanM cooTBeTCTBEHHO nopumsmu no 100 mn gu-xropmeTaHa.
CoeavHeHHble opraHundeckue dasbl Cy-LUMIM Had CyfbatoM MarHus M KOHUEHTpMpOBanu B Bakyyme. Takvum
nyTeM roslydanu XeJfroe macno, KO-Topoe KpWUCTannmsoBanmv M3 AUITWUIIOBOro adu-palrekcaHa. B pesynbTate
nonyyanu 3,82 r (76%) (RS)-2-(2-okcoatn)-5,6-gudtop-1-nHgaHoHa B Buae 6enoro TBepgoro Bellectsa c T.M1.
78-81°.

B) PactBop 2,1 r (10 mmonen) (RS)-2-(2-okco-a1un)-5,6-gudTtop-1-vHgaHoHa n 80 mr n-Tonyorncy-
nbgpokucnoTel B 70 mn 6€3B0AHOIO Tonyorna Harpe-Banu B BogooTaenutene. B kunawmn pacteop B Te-yeHue 5
MUH gobasnsmm no kamnam pacteop 3,0 r (40 mmonen) (RS)-1-amnHo-2-nponaHona B 20 mn 6e3BogHOMO
Tonyona. 3atem nNpodorKanm KunaTUTb eLle B TeueHue 45 MyH, npuiyeM o6bem pacTBopuTens cokpalamm go 20
mn. OxnaxAeHHylo peakLuMOHHYI0 CMeCb OYMLLANM MOCPEeACTBOM KOJIOHOYHOW Xpo-maTtorpadvu Ha cunvkarerne
(aueturnosbin  adwup/rekcaH 7:3). B pesymbtate nomydyarm 1,13 r  (45%) (R)-1-(6,7-gudpTop-1,4-
avrngpovHaeHo([1,2-bl-ninppon-1-un)-nponaH-2-ona B Buae TBEPAOrO BeLUe-CTBA KOPUYHEBOIO LBETa, KOTOpoe
6e3 ganbHenwel nepekprcTannmsaumm UCnomnb30Banv B nocrneayto-Luen peakumn.

r) B oxnaxgexHebin go 0° pacteop 1,13 r (4,5 mmons) (R)-1-(6,7-andptop-1,4-anrngpovHaeHo-[1,2-blnmppon-
1-un)-nponan-2-ona un 2,48 mn (18 mMmonen) TpuatunammHa B 50 mn guxnopmMeTaHa npu nepeMeLLvBaHUM
pobasnanm no kannam 0,7 mn (9 mmonen) MeTaHCYNbOHUNXIIOPUAA M NPOJoIPKanM nepeMelmBaTb elle B
TeyeHue 2 4 npu 3Ton Tem-nepatype. 3aTeM peakuMoHHy0 cMmechb pasbasnanu 70 Mn guxropmeTaHa, ABaxdbl
MPOMbIBaMM COOTBETCTBEHHO MopuusMuM no 60 MN HacbIWEHHOro pacTBo-pa ruapokapboHaTa HaTpust M
coefVHeHHble BOAHble ha3bl IKCTparMpoBarm OAMH pa3 ¢ nomowpto 60 mn guxnopmeTtaHa. CoeAnHeHHble
opraHundeckve dasbl npombiBariv 90 M HacblLWEHHOro pacTBopa Xfopuga HaTpus, CYLWUNM Hag cylbdaTtom
MarHuss 1 ynapvBa-im B Bakyyme. [lonyyeHHoe kopwdHeBoe Macro pac-tBopsim B 40 mn 6e3BogHoro
anmeTtundopmammaa, obpabatbiBanu 0,58 r (8,98 mMMonen) asuga HaTpusi M PEakUMOHHYHD CMECb Mpwu
nepemeLLBaHuM Harpesanu B TedeHue 17 4 go 60°. MNMocne oxnaxaeHus pac-TBop BblvBanv B 70 mMn BoAbl U
TPWKApl 9KCTParnpoBanM cooTBETCTBEHHO nopuusamu no 70 mn aTunaue-tTata. CoegnHeHHble opraHuyeckve dasbl
MPOMbIBaMM Mo 0AHOMY pa3y cooTBeTcTBeHHO 70 mn Bodpl M 70 MN HacbILWEHHOrO pacTBopa Xropuaa HaTpus, cy-
WKW Hag CcynbdaToM MarHus M KOHUEHTPMpoBanM pacTBOp B Bakyyme. [lonydYeHHoe KOpW4YHEBOE Macro
oynLann nocpeacTBOM KOJNIOHOYHOWM Xpomatorpadum Ha cunukarene (rekcad/atunauetat 4:1). B pesynbTate
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nonyyann 0,97 r (79%) (S)-1-(2-asugonpomnun)-6,7-gudtop-1,4-aurngponHgexo[1,2-bjrmppona B  BU-Ae
6ecuBeTHOro macna.

n) 0,97 r (3,5 mmons) (S)-1-(2-asnpgonpomun)-6,7-amdptop-1,4-aurnapovHaeHo(1,2-blnmppona, pactBopeHHOro
B 50 mn 6e3BogHoOro ataHona, rugpvposamm B mpucyTcTBum 100 Mr okucu nnatuHel B TedeHwe 18 4. 3atem
OT(UMbTPOBbLIBaNM OT Katanusatopa, NPOMbIBarM 3TAHOIOM U pacTBOpPUTENb OTFOHANM B Bakyyme. [MonyveHHoe
TBepAoe BellecTBo Genoro ugeTa pacTBopsim B 75 mn 6e3BOAHOrO AMATMIIOBOrO adupa, punbTpoBanm u npu
nepemelmBaHum obpa-6atbiBanu pactsopom 406 mr (3,5 mmons) dymapo-Bon kucrnoTel B 20 MmN MeTaHorna.
3atem nepemewwvBanu B TeyeHue 22 4 Mpy KOMHATHOW Temneparype, nocrie 4yero oTunbTpoBbiBamm bernble
kpuctannel. B pesymbtate nonyvarm 0,78 r (61%) dymapata (S)-2-(6,7-audTtop-1,4-gurngponHaeHol[1,2-
b]mppon-1-un)-1-metmneamnamuna (1:1) ¢ T.nn. 215-217°.

Mpumep 26

a) Pacteop 14,5 r (64,5 mmons) 5-xnop-6-meTok-cn-3,3-gumeTun-1-nigaHona, 13,3 mn (0,15 mons) 3-6yteH-
2-orna n 300 mr n-tonyoncynbgokucnotel B 150 mn 2,2-gumeTokcunpornaHa B TeveHue 71 4 kvna-Tunm C
obpaTtHbIM XONOAUIBHUKOM B BOOOOTAENMTE-Ne, 3anofIHEHHOM MornekynspHelM cutoM (0,4 HM, rpaHynbl 2 Mm).
3ateM peakuMOHHYI0 CMeCb KOHLEH-TPMpoBarM B BakyymMe W OYMLLAnM MOCPEeACTBOM  KO-NIOHOYHOM
Xpomatorpadum Ha cunukarene (rek-caH/gnuaTnnoBbin acup 6:1). B pesynbTtaTte Hapsagy ¢ 2,25 r agykTa nonyyamm
11,9 r (66%) (RS)-2-(2-6yTeH-1-un)-5-xnop-6-meTokcu-3,3-guMeTni-1-mHaa-HoHa B BUAE XXenroBaToro TBepAoro
BellecTsa c T.nn. 86°.

6) Yepes oxnaxaeHHbI go -70° pacteop 11,9 r (42,7 mmons) (RS)-2-(2-6yTen-1-un)-5-xnop-6-meTtok-cu-3,3-
anmeTnnn-1-nHoaHoHa B 160 mn 6e3BogHoro guxrnopmeTaHa n 40 mn 6e3BoAHOr0 MeTaHoa Npu nepemMeLLMBaHnm
nponyckanM B TeyeHne 50 MuH no-Tok o3oHa (3 r o3oHa/vac). 3aTem pacTBOp MpoAdyBa-iv B TeyeHue 5 MuH
kucnopogom u B TeuveHne 10 mwH aproHom. [locrne pobaskn 4,7 mn (64 mmonsa) Auvme-Tuncynbduaa
rnepeMewwvBanM B TevyeHve 16 4 nNpu KOMHaTHOW Temnepatype. PeakuMOHHyI0 CMeCb yma-pvBanM B Bakyyme,
octatok obpabarteiBarm 120 mn guxrnopmeTaHa m nocrie gobasku 20 mn Boabl U 20 Mn TPUETOPYKCYCHOM
KMCIOTbl MepemMeLlBanv B TedeHne 2 4 npu kKoMHaTHoON Temnepartype. 3ateM cmeck BolvBanm B 100 mn Bogbl 1
npv nepeMeLLMBaHNK HeWTpanu3osamm, 4obaBnsas ¢ NOMOLWbIO Wna-Tens rugpokapboHaT Hatpus. Mocne aToro
pobasnanm ewe 50 mn Boabl, hasbl pasgensny 1 BoOAHY0 a3y ABaK4bl 9KCTparpoBanm COOTBETCTBEHHO Mop-
umamm no 100 mn gmxnopmeTaHa. CoeguHeHHble oOp-raHuyeckve hasbl Cylumnm Hag cynbdatoM MarHus u
KOHLleHTpMpoBamn B Bakyyme. [lonydyeHHoe Macrio KpucTannvM3oBamm M3 rekcaHa/atunauetara. B pe-synbTate
nonydanm 10,3 r (90%) (RS)-2-(2-okcoaT-un)-5-xnop-6-meTokcn-3,3-guMeTun-1-nHgaHoHa B BUOE XXenToBaToro
TBEpAoro BewlecTsa ¢ T.nn. 102-103°.

B) PactBop 6,67 r (25 mmonen) (RS)-2-(2-okco-a1wn)-5-xnop-6-meTtokeu-3,3-gumeTtunn-1-mHgaHoHa n 150 mr n-
TonyoncynbdokmcnoTel B 200 mn 6e3BogHOro Tonyona Harpesanu B BogooTAdernumrene. B ku-nawmin pactsop B
TeyeHne 5 MuH pobaBnsnm no kan-nam pacteop 7,51 r (0,1 mons) (R)-1-amuHo-2-npona-Hona B 40 mn
6e3BogHoro Tonyona. 3aTeM MPOAOS-Xamn KUNATUTb elle B TeyeHue 45 MuH, npudem oOb-eM pacTBopuTens
cokpawamm pfo 40 wmn. OxnaxgeH-Hylo peakuMOHHYID CMeCb OuMwanM rnocpeacTtBoM — KO-FIOHOYHOM
Xpomarorpadum Ha cunvkarene (3tTunaue-tat/rekcad 1:1). B pesynbTtate nonydamm 7,0 1 (92%) (R)-1-(6-xnop-7-
mMeTokcu-4,4-gumeTnn-1,4-gurngpo-uHaeHo[1,2-bJmmppon-1-mn)-nponaH-2-ona B BUAE KO-PUYHEBOIO Macra.

r) B oxnaxgeHHeln go 0° pacteop 1,84 r (6,0 mmonen) (R)-1-(6-xnop-7-meTtokcun-4,4-gumeTtun-1,4-
avrngpowvHaeHo[1,2-b]Jmmpporn-1-un)-nponaH-2-ona u 3,35 mMn (24 mmons) TpuatvnammHa B 50 Mn guxnopmMeTaHa
npv nepemelumBaHum gobasnanu no kannam 0,93 mn (12 MMonen) meTaHcynbOHUNXII0-pUAa M NPOZOIPKanm
nepemewmBaTb elle B TeveHne 1,5 4 npu aTon Temnepatype. 3ateM peakumoHHyo cmecb pasbasnsnm 150 mn
avxrnopmeTaHa, ABaXAbl MNPOMbIBarM COOTBETCTBEHHO mopuusamu no 90 MmN HacblWeHHOro pacTBopa
rmgpokapboHaTta HaTpusi U coefduHeHHble BOAHble da3bl OAWH pas JKCTparvpo-samm € nomouwpto 70 mn
anxnopmeTaHa. CoefvHeH-Hble opraHndeckue dasbl npombiBarv 90 MN HacbIWEHHOro pacTBopa Xxropuga
HaTpus, CywmnM Hag cynbdaroM MarHus W ynapuBarm B Bakyyme. [lofy-4eHHOe Macno 3efeHoro upeta
pactBopsiim B 50 mn 6e3BogHoro gumeTtundgopmamuaa, obpadatsiamm 0,78 r (12 mmonen) asuga Hatpus m
peakLuMOHHY0O CMeCb MpW MepemelumBaHMM HarpeBamm B TeuyeHue 17 4 go 60°. Nocne oxnaxaeHus pacTBop
BblmMBanv B 70 MmN BoAbl M ABaXAbl 3KCTparMpoBanu cooTBeTCTBEHHO nopumsamu no 100 mn atunaueTara. Coegn-
HeHHble opraHuyeckue dasbl MPOMbIBaNMM MO O4HOMY pa3y cooTBeTCTBeHHO 70 mn Bodbl U 70 M Hacbl-LWEHHOro
pactBopa xfopuga HaTpus, CyWMnu Hag cynbdaToM MarHus M KOHLEHTpUpoBanuM pacTBOp B BaKyyMme.
MMonyyeHHoe KOpWMYHEBOE Macrio OuMWANM MOCPeACTBOM KOMOHOYHOM Xpomatorpadpum Ha cunu-karerne
(rekcaH/aTunauetat 3:1). B pesynbtate nony-vamm 1,58 r (80%) (S)-1-(2-asmgonponnn)-6-xrnop-7-meTokcu-4,4-
aumeTun-1,4-gurngpovHaeHo(1,2-b]nmp-pona B Buae kpacHoro mMacna.

a) 1,56 r (4,72 mmons) (S)-1-(2-a3ngonponun)-6-xrnop-7-meTokcu-4,4-gumetnn-1,4-gurngponHgeHo-[1,2-
blnmppona, pactBopeHHoro B 100 mn 6e3BogHO-ro aTaHona, rmapupoBsanu B npucyTcTsumn 160 Mr oku-cu nnaTuHbl
B TeueHue 16 4. 3atem oThUNbLTPOBLI-BanM OT KaTtansaTtopa, NPOMbIBariM 3TaHONIOM U pac-TBOPUTENb OTFOHAMM
B Bakyyme. [MonyyeHHoe Macro >xenroBaToro useta pacTBopsim B 125 mn 6e3BogHO-ro AuaTUnoBoro adupa,
dunbTpoBanM 1 Npu nepe-meLmBaHumM obpabareiBanu pacteopoM 548 mr (4,72 mmons) hymapoBOW KUCIOTbl B
15 mn meTtaHo-na. 3aTemM nepemewmBarM B TeyeHue 19 4 npu KOM-HaTHOMW TemmnepaTtype, Mocre 4ero
0T UMb TPOBbLIBaNM esroBaTble kpuctannbl. B pesynstate nonyyanu 1,57 r (80%) dpymapara (S)-2-(6-xmop-7-
meTokcu-4,4-pumeTnn-1,4-gurngpovHaeHo[1,2-blnmppon-1-un)-1-metnnatmnamumna (1:1) ¢ T.nn. 186-188°.

Mpumep 27

a) Pactsop 1,92 r (10 mmonen) (RS)-2-(2-okco-atun)-6-cp1op-1-uHgaHoHa 1 80 Mr n-Tonyoncynb-oKUCoTbI
B 90 mn 6e3BogHOIO Tofyora HarpeBanu B BogooTAenutene. B kunswmin pactBop B TeyeHue 5 MVH Mo kannsm
pobasnanm pacteop 3,0 r (40 mmo-nen) (S)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3atem
nMpoAorpkanmM knmaTuTe ewe B Tede-Hne 30 MuH, npudem obbeM pacTBoputens cokpawamm go 20 mn.
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OxnaxgeHHylo peakuMOHHYI0 CMEeCb OYMLaM MnocpedcTBOM KOMOHOYHOM XpomaTtorpadum Ha cunukarene
(@mnauetat/Tonyon 2:3). B pesynb-tate nonydann 1,51 r (65%) (S)-1-(7-ptop-1,4-aurngpomHaeHol1,2-
b]mppon-1-un)-nponaH-2-ona B BUAE KOPUYHEBOIO Macra.

6) B oxnaxaeHHbin o 0° pacteop 1,51 r (6,5 mmonen) (S)-1-(7-dpTop-1,4-anrngpounHaeHo[1,2-blnmppon-1-
un)-nponaH-2-ona un 3,64 mn (26,1 mmo-nen) TpuatunamvHa B 40 Mn AuxriopmeTaHa npu ne-pemeLumBaHum
pobaenanm no kannam 0,51 mn (13,1 MMonen) MmeTaHcyNbOHUNXIOpUAA U NPOAOITKaNM NepemeLllnBaTth elle B
TeyeHue 1,5 4 npu aTon Temnepatype. 3aTeM peakUMoHHy cMeck padbas-namm 100 mn guxrnopmeTaHa, ABaxbl
NpPOMbIBarM COOTBETCTBEHHO MopumsMn no 60 MmN HacblWEHHOro pacTBopa rngpokapboHata HaTpus K
coevHeHHble BOAHble basbl OAMH pa3 aKcTparpoBarm ¢ nomolpto 70 mn guxnopmeTaHa. CoeAuHEHHble
opraHudeckve dasbl npombiBanM 70 MM HacblLWEHHOro pacTBopa Xfopuga HaTpusi, CyWWM Hag cylbdaTtom
MarHvs 1 ynapusanu B Bakyyme. lNonyyeHHoe kopuyHeBoe macro pactBopsiim B 30 mn 6e3BOAHOMO AMMETUN-
dopmamuaa, obpabateiBarm 711 mr (10,9 mMonen) asuwaa HaTpUs U pPeakLMOHHY0 CMEChb NMpU NepeMe-LUMBaHnm
HarpeBarm B Teyenve 16 4 go 50°. lNocne oxnaxaeHus pacteBop BoimBanv B 110 mn Bogpl U ABaxnbl
3KCTparMpoBanM COOTBETCTBEHHO nopumsmm no 110 mn atmnauetata. CoeguHeHHble opraHndeckve dasbl
npoMbIBarmM no ogHoMy pasy cooTtseTcT-BeHHO 90 mn Bogbl 1 90 M HacbILLEHHOrO pacTBopa Xropuga HaTpus,
CyWMNu Hag CyfnbgatoM MarHMs M KOHLEHTPMpOBamn pacTBOp B Bakyyme. [MornyyeHHoe Maciio KOpWYHEBOTO
LuBeTa oyMwanu nocpeacTBOM KOJIOHOYHOW XpomaTtorpadum Ha cunukarene (Tony-on). B pesynbTate nonydanm
631 mr (38%) (R)-1-(2-asuponponun)-7-dTop-1,4-gurngpovHaeHo[1,2-b] nmppona B Buge macna.

B) 620 mr (2,4 mmons) (R)-1-(2-asupgonponun)-7-gpTop-1,4-aurnapovHaeHo[1,2-b]nmppona, pactBopeHHoro B
30 mn Ge3BogHOro aTaHomna, rMapupoBany B NpUCYTCTBMM 62 Mr OoKMCKM MnaTuHbl B TedeHne 15 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanmaaTtopa, NPOMbI-Bany 3TaHOSIOM M PacTBOPUTESNb OTTOHSANM B Bakyy-Me. MonyveHHoe
6ecuBeTHOe macno pacTBopsim B 75 mn 6e3BogHOr0 AnSTUIOBOrO 3dhmpa, punbTpoBamm 1 Npu nepemMeLLmMBaHuum
obpabateiBanu pacteopom 140 mr (1,2 Mmonsi) dhymapoBoi kKucroTel B 15 mi MeTaHoa. 3atem nepeMeLuvsany
B TeueHue 4,5 4 Npu KOMHaTHOWM TeMnepaType, nocre 4Yero oT-punbTpoBbiBanm 6enble KpucTansbl. B pesynetate
nonyyanu 409 mr (53%) dymapara (R)-2-(7-dp1op-1,4-aurngpounHgeHo[1,2-bjmmppon-1-un)-1-meTun-aTnnaMmmHa
(1:1) c T.nn. 174°.

Mpumep 28

a) Pacteop 2 r (9,8 mmonen) (RS)-2-(2-okco-a1un)-6-meTokcn-1-nHgaHoHa 1 80 Mr n-Tonyo ncynb-oKUCIoThI
B 70 mn 6e3BogHOrMO ToMyosna HarpeBanu B BogooTAaenurene. B kunawmn pacteop B TeyeHue 5 MuH no kannam
pobaenanm pacteop 2,94 r (39,2 mmonein) (S)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tomnyona. 3atem
npogoskamm knnATuTe ewe B Teyenne 30 MuH, mpudem obbem pacTBopuTens cokpawanmu go 20 mn.
OxnaXAeHHyl0 peakUMOHHY0 CMeCb O4vuWany MOCPeACTBOM KOMOHOYHOMW Xpo-matorpaduu Ha cunukarene
(@mnaueTat/Tonyon 1:1). B pesynbtate nonydyarm 1,5 r (63%) (S)-1-(7-metokcu-1,4-gurmgponHgeHol[1,2-
b]mmppon-1-un)npo-naH-2-ona B Bae TBEpAOro BeLlecTBa ¢ T.Mnf. 74°.

0) B oxnaxaeHHbin go 0° pacteop 1,5 r (6,2 mmonen) (S)-1-(7-meToken-1,4-amrngpouHaeHo [1,2-blnmppon-1-
wn)-nponaH-2-ona n 3,45 wmn (24,6 mmona) TpuatunammHa B 50 MR guxnopmeTaHa Mpy nepemeLLMBaHumn
pobaenanmm no kannsam 0,96 mn (12,3 Mmorner) MeTaHCyNbOHWUNXIopMaa U NpoJoJrkany nepemMeLluMBaTh elle B
TeueHne 1,5 4 npu aTol Temnepatype. 3aTeM peakuMoHHyt0 cMechb pasbas-nsiim 200 mn guaTvnoBoro adupa,
ABaXxdbl NPOMbIBanNM COOTBETCTBEHHO nMopumsMmn Mo 70 M Hacbl-LUEHHOro pacTBopa rugpokapboHata HaTpusi 1
CO-e4VHeHHble BoAHble (ha3bl OAUH pa3 aKcTparnposamm ¢ noMolusto 70 mn guatnnosoro acdupa. CoegnHeH-Hble
opraHvnyeckve dasbl MpomMbiBamM 70 M Hacbl-LUEHHOTO pacTBOpa Xfopuaa HaTpus, Cyunv Hag cyrbdatom
MarHMst ¥ ynapvBarm B Bakyyme. [lony-4yeHHoe kopudHeBoe Macrno pacTtsopsmim B 60 mn 6e3-BogHoOro
anvetundopmamuga, obpabatbiBann 0,71 r (10,9 Mmonen) asuga HaTpyusi M PEAKUUOHHYID CMeChb Mpu
nepemeLLBaHuM Harpesanu B TedeHne 15 4 go 60°. lMNMocne oxnaxaeHus pacteop Bblmmearm B 140 mn Boabl U
OBaXdbl 3KCTparypoBanM COOTBETCTBEHHO mopumsmn no 140 mn gumaTunosoro adupa. CoeAuHeHHble
opraHmyeckue dasbl NpoMbiBanM Mo ogHomy pasdy cooTBeTcTBeHHO 100 mn Bogbl M 100 M HaCbIWEHHOTO
pactBopa xropuga HaTpusi, CyWMnu Hag cynbdaTtoM MarHusi M KOHLEHTPMpOBamM pac-TBOP B BakKyyMme.
[MonyyeHHoe Macro KOpMYHEBOrO LBeTa OYMWAny nocpeacTBOM KOJIOHOYHOW Xpomato-rpaduy Ha cunvkarene
(tonyon). B pesynbtate no-nyyanu 1,0 r (60%) (R)-1-(2-asugonponmn)-7-meTok-cu-1,4-gurngponHaeHo[1,2-
blrmppona B Buge G6ec-LBeTHOro macna.

B) 1 r (3,7 mmons) (R)-1-(2-a3ngonponun)-7-meTokcn-1,4-gurngpovHaeHo[1,2-blnmppona, pactso-peHHoro B
50 mn 6e3BogHOro 3TaHona, rugpvpoBanu B npucytctBum 100 Mr okuMcu mnatvHbl B TeyeHue 4 4. 3artem
OTUMbTPOBbLIBaNM OT KaTanu3aTopa, NPOMbI-Banv 3TaHOIOM U pacTBOpUTENb OTFOHAMM B BakyyMme. lMonyveHHoe
b6ecusetHoe Macrno pactBopsim B 100 mMn 6e3BogHOro AuaTUnoBoro admpa, unbTpoBarM U MpuU
nepemeLmBaHum obpabatsiBanm pactsopom 240 mr (2,07 mmons) hymapoBOW KUCIOTbI, pac-TBOpPeHHON B 20 mMri
meTaHona. [locrne aToro nepe-mewvmBamM B TedeHne 18 4 npu KOMHaTHOM TemnepaType W 3aTem
oTUNbTPOBbIBanM 6enble kpucTannbl. B pesynetate nonydanm 760 mr (68%) dymapata (R)-2-(7-meTokeu-1,4-
avrngpovnaeHo([1,2-bjnmppon-1-un)-1-metunatmnamuda (1:0,5) ¢ 1.nn. 207°.

Mpumep 29

a) PactBop 2,5 r (12,0 wmmonewn) (RS)-2-(2-okco-amun)-6-xrnop-1-vHaaHoHa u 100 mr n-tonyoncyrnb-
dokmcroTsl B 120 mn 6€3B0AHOMO TONyona Harpeeanv B BogooTaenuTene. B kunawmin pacteop B Teye-Hue 5 MuH
pobaenanm no kannam pacteop 3,6 r (47,9 mmonen) (S)-1-ammHo-1-nponaHona B 20 mn 6e3BogHOro Tonyorna.
3atem npogorpkanm kMnATUTE ele B TedeHne 30 MuH, npudem obbem pacTBopuTens cokpawanv go 20 mn.
OxnaxAeHHyl0 peakuMOHHY0 CMeChb OuvMWanM MOCPeACTBOM KOMOHOYHOM Xpo-Matorpadvu Ha cunukarene
(enauetat/Tonyon 1:1). B pesynbTtate nonyvarm 1,56 r (53%) (S)-1-(7-xnop-1,4-gurngpounHgeHo(1,2-b]impporn-
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1-un)-npo-naH-2-ona B Buae KOPWYHEBOrO Macna, KoTopoe He-NMocpeACcTBEHHO WCMoMb30Banv B MocreytoLlen
pe-akuumn.

6) B oxnaxaeHHbin o 0° pactBop 1,55 r (6,3 mmonei) (S)-1-(7-xrop-1,4-aurvgpouHaeHo[1,2-blnvppon-1-
un)-nponaH-2-ona n 3,5 mn (25,0 mmo-nen) TpuatunamuHa B 40 Mn guxnopmeTaHa mpu ne-pemeLumBaHum
pobaenanu no kannam 0,97 mn (12,5 mmonen) meTaHcynboHUNXIOpyAa U NPoAOoIKanv nepemeLlunBaTth eLle B
TeyeHue 1,5 4 nNpm aTon TemnepaTtype. 3aTeM peakuMoHHyto cMecb pasbasnamm 200 mn guxnopmeTtaHa, ABaxabl
NpOMbIBarM COOTBETCTBEHHO nopumsMn no 70 M HacbIWEHHOrO pactBopa rmapokapboHata HaTpus K
coedvHeHHble BOAHble hasbl OOWH pa3 JKcTparMpoBanm C nomouwpio 70 mn guxnopmeTtaHa. CoeAvHeHHble
opraHudeckve dasbl npombiBarM 70 MM HacblWEHHOro pacTBopa Xfopuga HaTpus, CyWWM Hag cylbdaTtom
MarHvs 1 ynapueanu B Bakyyme. lNonyyeHHoe kopuiHeBoe macro pactsopsiim B 30 mn 6e3BOAHOrO AMMETUn-
dopmamuaa, obpabatbiBarm 815 mr (12,5 mMonen) asunaa HaTpys U pPeakLMOHHY0 CMECh NMpU NepeMe-LUMBaHnm
HarpeBarm B Teyenve 17 4 go 60°. lNocne oxnaxaeHus pacteBop BoimBanv B 140 mn Bogpl U ABaxAbl
9KCTparMpoBanM COOTBETCTBEHHO nopumsmMm no 140 mn atunauetata. CoeduHeHHble opraHndeckve dasbl
npoMbIBamm no ogHomy pasy cootseTcTBeHHO 140 mn BoAdbl 1 140 MmN HacbIWEHHOro pacTBo-pa Xropuaa HaTpus,
cywmnu Hag cynbdartoM MarHvMs U KOHUEHTPMPOBanu pactsop B Bakyyme. [lonyyeH-Hoe Macrio KOPUYHEBOTO
LuBeTa oYMwany nocpeacTBOM KOJIOHOYHOW xpomartorpadum Ha cunmkarene (Tomyon). B pesynbTate nonydanm
833 mr (49%) (R)-1-(2-asnponponun)-7-xnop-1,4-gurugpounHaeHo[1,2-b] nuppona B Buge macna.

B) 750 mr (2,8 mmons) (R)-1-(2-asupgonporun)-7-xnop-1,4-gurugpouHaeHo[1,2-blnmppona, pacTtBopeH-HOro B
30 mn Ge3BogHOro aTaHoma, rMApupoBany B MPUCYTCTBMM 75 Mr OKMCWM MnaTuHbl B TedeHne 16 4. 3atem
OTUMBbTPOBbLIBaNM OT Katanusaropa, NPOMbIBarM 3TAHOIOM U pacTBOpPUTENb OTFOHANM B Bakyyme. [MonyveHHoe
6ecuseTHoe macno pacTeopsim B 70 mn 6e3BogHOr0 AUSTUNOBOrO 3dhmpa, punbTpoBamm U Npu nepemMeLLmMBaHum
obpabateiBanu pacteopom 154 mr (1,3 Mmonsi) dhymapoBoW kucroTel B 15 Mi MeTaHoa. 3atem nepeMeLuvsany
B TeyeHve 6 4 Npu KOMHaTHOW Temneparype, nocrne 4yero oT-punbTpoBbiBam 6enble kpuctannel. B pesyneTtaTte
nonyyanu 633 mr (76%) dymapata (R)-2-(7-xnop-1,4-aurngpounHgeHo[1,2-bjmmppon-1-un)-1-meTun-aTnnaMmmHa
(1:0,5) c T.nn. 195°.

Mpumep 30

a) PactBop 3 r (13,9 mmonen) (RS)-2-(2-okco-atwn)-7-meTokcu-1-teTpanmoHa u 150 wmr n-tonyon-
cynbdokucrnoTsl B 130 mn 6e3B04HOIO ToMyosa Ha-rpeBany B BogooTaenmTene. B kunawmin pacteop B TeyeHve 5
MUH JobaBnamm no kannsm pacteop 4,16 r (55,5 mmonen) (S)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoOro
Tonyona. 3aTem npofgospkanm KunaTuTe ewe B TedeHve 30 MyH, npudeM o6bem pacTBopuTens cokpawamm go 25
Mn. OxnaxAeHHy peakuMOHHYI0 CMEeCb OYULLIANM MOCPEeACTBOM KOJIOHOYHOW Xpo-maTtorpadumn Ha cunvkarene
(amnaueTat/Tonyon 1:1). B pesyneTtate nonyyanu 3,0 r (84%) (S)-1-(4,5-anrngpo-8-meTtoken-1H-6eHs[glmHgon-1-
un)-nponaH-2-ona B BuAEe KOPWMYHEBOro Macria, KOTopoe Herno-CpeACTBEHHO WCMOMb30BanM B MOCIeAyoLLen
peakuum.

0) B oxnaxaeHHbin go 0° pacteop 3 r (11,7 mmo-nen) (S)-1-(4,5-aurnapo-8-meTtokcun-1H-6eH3[glvH-gon-1-un)-
nponaH-2-ona u 6,55 mn (46,7 mmonen) TpuatunammHa B 80 Mn guxriopmeTaHa npy nepemMe-wmBaHumn jobasnanm
no kamnam 1,8 mn (23,3 MmMons) MeTaHCyNbOHUIXIOpMAa U NPOAOIDKANM nepemMeLLnBaTh elle B TeveHve 1,5 4
npy 3ToM TemnepaTtype. 3atemM peakumoHHylo cMecb pasbasnsmm 300 mn Au-aTunoBoro adpvpa, ABaXabl
nMpoMbIBarM COOTBeTCTBEHHO mopuusamn no 100 Mn HacblWEHHOro pacTBopa rugpokapboHata HaTpus U
coefVHeHHble BogHble dha3bl 04VH pa3 akcTparnposanm ¢ nomolpto 100 mn gnatunosoro acpmpa. CoeanHeHHble
opraHunyeckve asbl npombiBanm 100 M HacbiWEHHOrO pacTBopa Xfopuga HaTpus, CyWWM Hag cyrbdatom
MarHvsi u ynapusanu B Bakyyme. [NonydeHHoe macno pactso-psmm B 70 mn 6e3BogHoro gumeTundgopmamumaa, o6-
pabateiBanu 1,52 r (23,3 mmonsa) asvga HaTpus M peakuMOHHYK CMeCb Mpu MnepeMelLMBaHuM HarpeBanu B
TeueHne 15 4 po 60°. MNocne oxnaxaeHust pac-TBop BbimBarm B 140 mn BoAbl M ABaXAbl 3KCTparu-poBanm
COOTBETCTBEHHO nopumsimu no 140 mn gu-atunosoro adupa. CoeauHeHHbIe opraHndeckue a-3bl NPOMbIBaNMK Mo
ogHoMy pasy cooTtBeTcTBeHHO 100 mn Boabl M 100 MM HaCbIWEHHOTO pacTBOpa XMo-puaa HaTpusl, CyLUMnM Hag
CcynbdaTtoM MarHusi U KOHLEHTPMpOBanM pacTtBop B Bakyyme. [lonydeHHoe KOpu4HeBOe Macro ouuanv
nocpeacTBOM KOJIOHOYHOM XpomaTtorpadum Ha cunmkarene (tonyon). B pe-synbTtate nonyyanu 1,9 r (58%) (R)-1-
(2-asupgonpo-nun)-4,5-gurnapo-8-meTtokcu-1H-6eH3[gvHAoOMa B BU-Ae KeNToBaToro Macra.

B) 1,9 r (6,4 mmonen) (R)-1-(2-a3ngonpormn)-4,5-gurnapo-8-meTtokcn-1H-6eH3[glvHaona, pacTBOpeHHOro B
100 mn 6e3BofHOro ataHona, rugpvposarm B npucytcTBum 190 Mr okucu nnatuHbl B TedeHne 16 4. 3atem
OTUMbTPOBLIBANM OT KaTanusaTtopa, MPOMbl-BanM 3TaHOMOM W pacTBOpuUTENl OTIOHAMM B Bakyyme. B
pesynbTate nonyyanu 1,64 r (95%) (R)-2-(4,5-gurngpo-8-metoken-1H-6eH3[gluHgon-1-un)-1-metmn-aTunaMmmHa B
Buge 6ecueTHoro macna, 440 mr (1,7 mmons) kotoporo pacteopsim B 70 mn 6e3B0A-HOro A4M3aTUIOBOro adhupa,
dunbTpoBanm n obpabateiBany npu nepemMelumBaHnm pactsopoM 200 mr (1,7 mmonst) pymapoBoi kucnoTsl B 20
MN MeTaHona. 3aTtem rMepeMewmBanyM B TeveHMe 2 4 [MpU KOMHATHOW TemnepaTtype, [oOCre 4ero
oTdunbTpoBbIBanM benble kpuctannel. B pesynbtate nonyvamm 450 mr (70%) doymaparta (R)-2-(4,5-amrngpo-8-
meTokcu-1H-6eH3[g] uHgon-1-un)-1-metmnatunamumuya (1:1) ¢ T.nn. 194°.

Mpumep 31

a) PactBop 1,2 r (4,7 mmons) (R)-2-(4,5-ourngpo-8-metoken-1H-6eH3[glvHaon-1-un)-1-meTunatunammu-Ha,
0,52 r (5,1 mmonen) Tpuatunamuya u 0,83 1 (5,8 mmornei) aTnnosoro adupa TPUPTOPYKCYCHOW KCroTel B 50 mn
6e3BogHOrO MeTaHona rnepemewmBann B TeyeHue 27 4 Mpyu KOMHaTHOM Temnepatype. [locrne OTroHku
pacTBOpUTENS B Bakyyme ocTaTok pacteopsim B 70 mn 6e3BoaHoro gvokcaHa, gobaensanm 1,8 (7,9 mmonen) 406
N KMNAaTUM B TeveHne 1,5 4 ¢ obpaTHbIM XONOAUMBHUKOM. 3aTeM peakun-OHHY CMeChb KOHLEeHTpMpoBain B
Bakyyme, 1 0CTa-TOK OYMmLLany nocpeacTBOM KONIOHOYHOM XpomaTo-rpadum Ha cunvkarene (GuxnopmeTaH/aueToH
4:1). B pesynbtate nonydyam 0,97 r (59%) (R)-N-[2-(8-meTokcu-1H-6eH3[gluHaon-1-un)-1-metnnammnl-tpu-
dTopaueTamuga B BuOe CBETIOKOPUMYHEBOrO TBEPAO-TO BellecTBa, KoTopoe 6e3 pfdanbHelwen nepekpu-
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cTannusauum ncrnonb3oBanm B rocrnegytoLlen
peakumu.

6) Cmecb 097 r (28 wmmonda) (R)-N-[2-(8-meTokcn-1H-6eH3[gluHOoM-1-nn)-1-meTmnaTun]-Tpu-
dTopauetammaa, 1 r (17,8 Mmonen) ruapookucu ka-nusi, 2 mn Bogpl 1 40 Mn MeTaHoNa KANSTUIM B Tede-Hue 154
Cc obpaTHbIM XOMnoAunbHUKOM. 3aTeM peak-UMOHHyl0 cMecb BblmBarm B 80 mn 1H egkoro HaTtpa, ABax bl
3KCTparMpoBanM COOTBETCTBEHHO nopuuamu no 80 mn guatunosoro adwupa v oguH pa3 80 mn atmnauetara,
coevHeHHble opraHuyeckne dasbl ogvH pa3 npombiBanm 120 MN HacbIWEHHOrO pacTBO-pa xropuga Hatpus U
cywumnu Hag cyrnbdatom mar-Hus. Mocne KoHueHTpauum B Bakyyme ocTaTtok pac-teopsiim B 100 mn 6e3sogHoro
AnaTunoBoro acupa, dunbTpoBanmM u obpabaTteiBany Npu nepemMelumBaHun pactsopom 322 mr (2,77 mMmons)
dymapoBol ku-crotel B 30 Mn MeTaHoma. 3atem nepemMelumBany B TedeHne 3 4 Mpu KOMHaTHOW Temnepartype,
nocre 4e-ro otcpunbTpoBbIBanu 6enble Kpuctannbl. B pesynetate nonydanu 600 mr (69%) dymapata (R)-2-(8-
meTokcu-1H-6eH3[gluHgon-1-un)-1-metmnatunammHa (1:0,5) ¢ 1.nn. 209°.

Mpumep 32

a) 254 wmr (1,0 mmonb) N-[2-(4,5-gurngpo-8-meTokeun-1H-6eH3[gluHgon-1-un)atun}-auetammga B atmocdepe
aproHa pacteopsarm B 10 mn guokcaHa, gobasnsnu 238 mr (1,05 mmonda) OOB v HarpeBanu B TeveHve 1 4 c
obpaTtHbiM XOnoAnbHUKOM. BbinaBlwme kpucTanmbl ygansanu nytem dunbTpaumn, unbTpat yrnapusanm u
ocTaTtok xpomMatorpadupo-sanm Ha 50 r cunukarensi ¢ NOMOLLb MeTUNEHXO-puaa/aueToHa B COOTHoLLEeHUN 9:1.
B pesynbTate nonydanu 211 mr (83%) R-[2-(8-meTokeu-1H-6eH3[glugon-1-un)aTun]-auetammga B Buae TBepaoro
BelUeCcTBa crerka xxenrosartoro useTta. TX (cunmka-rens): R=0,25 (MeTuneHxnopug/aueTtoH 9:1).

6) 211 wmr (0,83 mmons) N-[2-(8-meTokcu-1H-6eH3[gluHaon-1-un)aTtun]-auetamuga B atMocdepe aproHa
HarpeBanu B 3 MN aTuneHrnukons/soael 2:1 B npucytctaum 0,25 r (4,4 MMons) rugpook1cy Kanus B TedeHne 9,5 4
Ao 140°. 3ateM peakuMOHHYI0 CMeCb OXrnaxparm v BbinmBanu B 20 M MOMyKOHUEHTPMPO-BAHHOIO pacTBopa
xrnopuga HaTtpus. 3atem TpwKAbl SKCTparMpoBany C MOMOLLp AUSTUIOBOrO admpa, COeAUHEHHbIE 3KCTPaKTbI
OAVH pa3 MpOMbIBanM Ha-CbIEHHbIM PacTBOPOM Xfopuga HaTpus, CywwnuM Hag cynbdatom HaTtpus,
dunbTpoBanm 1 ynapmsanu. Cbipoi MPOAYKT pacTBOPSAM B 2 M1 MeTaHona, no-cre yero gobasnsmm 70 mr (0,6
MMmons) dymapoBon kucrnoTel. Nocrne gobasku 5 Mn AMATUOBOrO adhmpa Kpuctanibl OTWUNbTPOBLIBAIM U
nepekpucTanmso-seliBanv n3 8,5 mn metaHona/OM® 16:1. B pesynbTtate nonydanu 142 mr (53%) dymaparta 2-
(8-meToKCK-1H-6eH3[glvHaon-1-un)-aTunamuHa (1:1) B Buge 6e-nbix kpuctannos ¢ T.na. 200-201°.

Mpumep 33

a) Pacteop 20 r (104 mmons) 5,6-aumeTokcun-1-mHgaHoHa, 21,5 mn (0,25 mons) 3-6yTteH-2-ona n 200 mr n-
Tonyoncynbdokucrotel B 21,5 Mn 2,2-gu-meTokcunponaHa n 200 mn 6e3BogHoro Tonyona B TedeHue 24 4
KUNATUNM ¢ obpaTHbIM XONoANIbHUKOM. 3aTeM peakUMOHHY0 CMeCb KOHLEHTPMpOBanM B BakyymMe M ouuLlamm
nocpeacTBOM KONIOHOYHOW Xxpo-matorpadum Ha cunukarene (rekcan/atunauetar 3:2). B pesynbTate nonyyanm
6,8 r (27%) (R)-2-(2-6yTeH-1-un)-5,6-gumeToKCK-1-MHOAHOHA B BUAE Xer-Toro macrna.

0) Yepes oxmaxaeHHblh go -70° pactBop 6,8 r (27,6 mmonen) (RS)-2-(2-6yten-1-un)-5,6-gumeTtokcu-1-
uHgaHoHa B 100 mn 6essogHoro auxiopmeTtaHa u 20 mn 6e3BogHOrO MeTaHona npu nepemeLLMBaHunmn
nponyckanm B TedeHne 30 MWH noTok o3oHa (3 r 030-Ha/uac). 3aTtem pacTBOp B TeyeHne 5 MWH npogysBanm
kucropogom n B TeyeHve 10 MuH aproHom. locne po6askn 4 mn (54,3 mmond) gumeTwuncynbdwuaa ne-
pemeLLmBanu B TeyeHue 15 4 npu kKOMHaTHON Temne-paType. PeakunoHHyo cmech ynapusanu B Bakyyme, OCTaTok
obpabareiBarm 250 mn guxnopmeTtaHa u no-crie gobaeku 10 mn Bogbl M 10 Mn TPUPTOPYKCYCHOM KUCTOTHI
nepemeLwmBamm B TeyeHve 1,5 4 npu koM-HaTHOW Temnepartype. 3aTtem cmecb BblmmBanu B 100 mn Bogbl 1 npwu
nepemMeLLBaHUN HeWTpanM3oBamm, 4o6aBnss ¢ NOMOLLBIO LWNaTtens rugpokapboHat HaTpus. 3atem gobasnsanm
ewe 70 mn Bodbl, pas-genanu dasbl U BoAHY0 a3y ABaKAbl IKCTparMpo-BanyM COOTBETCTBEHHO MOPLIMSMU MO
120 mn guxnop-meTaHa. CoegvHeHHble opraHnyeckue asbl CyLLIMN Hag CynbdaToM MarHus, KOHLEHTPUpoBam
B BaKyyMe M MOofyYeHHbIV CbIPO NPOAYKT KPUCTannmM3oBanm n3 aMa TnnoBoro adupal/rekcara. B pesynbTtare nony-
yanu 4,7 1 (73%) (RS)-2-(2-okcoaTun)-5,6-anmeTok-cn-1-MHOaHOHa B BMAE XXeNToBaToro TBepAoro Belle-cTea C
T.nn. 122°.

B) PactBop 2 r (8,5 wmmonein) (RS)-2-(2-okco-atun)-5,6-gumeTtokcn-1-nHgaHoHa u 80 Mr n-tonyon-
cynbdokucnoTel B 70 mn 6e3BoAHOMO Tonyona Ha-rpesanu B BogooTaenurene. B kunswwmi pactsop B TeveHve 5
MUH gobasnsanm no kannsm pacteop 2,56 r (34,2 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoOro
Tonyona. 3atem npodormkanm KunaTuTe elle B TedyeHne 30 MUH, NpudeM o6bem pacTBopuTens cokpawamm go 20
M. OXnaXAeHHY0 peakUMOH-HY0 CMeChb O4YumLany nocpeacTBOM KONIOHOYHOW Xpo-maTtorpadum Ha cunvkarene
(emnaueTaT/Tonyon 2:3). B pesynbTate nonyyanu 0,91 r (40%) (RS)-1-(1,4-aurngpo-6,7-aumeTokcMmnHaeHo[1,2-
b]mmppon-1-un)-nponaH-2-ona B BUae macna.

r) B oxmaxpgeHHbein go 0° pacteop 0,91 r (3,3 mmonsa) (RS)-1-(1,4-aurnapo-6,7-guMmeTokcumH-geHo[1,2-
blmppon-1-un)-nponan-2-ona n 1,86 mn (13,4 mMmonen) TpuaTunammHa B 25 mn guxnopmeTa-Ha npu
nepemewviBaHum pobaenanm no kamnam 0,52 mn (6,7 MMornen) MeTaHcynbOHUNXopuga M MpoJorpkany
nepemeLlBaThb elle B TeyeHvne 1,5 4 npu aTon Temnepatype. 3ateM peakuMoHHY cmechb pa3basnanm 140 mn
avxrnopmMmeTaHa, ABaxAbl MpPO-MbiBanmM COOTBETCTBEHHO ropuuaMu no 70 Mn Hacbl-WeHHOro pacTeopa
rmgpokapboHaTa HaTpusi U CO-eOVMHEHHble BOAHble (ha3bl OAWMH pa3 3JKcTparMpoBamM € momouwpto 70 mn
anxnopmeTaHa. CoefduHeHHble oOp-raHndeckne dasbl npombiBarM 70 MM HacblWEHHOro pacTBopa Xxfopuaa
HaTpWs, CyLUMIM Hag cynbaTtom mMarHusi U ynapveanu B Bakyyme. NonyyeHHoe KOpuy-HeBOe Macrno pacTBOpsm
B 40 mn 6e3sogHoro an-metundopmamuga, obpabateisanm 0,43 r (6,7 MMO-nei) asmga HaTPUSA U peakLMOHHYIO
CMeCb Npu nepe-meLLmMBaHnM HarpeBarm B TeveHne 15 4 go 60°. Mo-cre oxnaxzaenuns pacteop BolmBanuv B 140
M BoAbl M ABaXAbl IKCTparMpoBarm COOTBETCTBEHHO mnopumsmu no 140 mn atvnmauetara. CoeanHeHHble
opraHuyeckue asbl NPOMbIBanM no ogHoMy pasy cooTtBeT-cTBeHHO 100 mn Boabl M 100 MmN HacbILWEHHOro pac-
TBOpa Xropuaa HaTpus, CyLUUIM Hag CyrnbaTtom mMarHusi U KOHLEHTpMpOBanM pacteop B Bakyyme. [o-nyyeHHoe
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Macrno KOpPWYHEBOrO LBeTa OYMlanM Mo-CPeACTBOM  KOJIOHOYHOW Xpomatorpacdum Ha cunuvka-rene
(Tonyon/atunauetat 4:1). B pesynbtate nony-yann 400 mr (40%) (RS)-1-(2-asugonponmn)-1,4-guruapo-6,7-
avMeTokcunHaeHo[1,2-blnmppona B Bu-ge Macna, koTopoe 06e3 panbHeWwweln O4YUCTKUM UC-MoSb30Banv B
rocrieg4yloLen peakumm.

a) 04 r (1,3 wmmonda) (RS)-1-(2-asaugonponmn)-1,4-gurnapo-6,7-gumeTokcumnHaeHo[1,2-blnmppona,
pactBopeHHoro B 20 mn 6e3BoAHOrO 3TaHomMa, MMa-pupoBany B NpucyTcTeum 40 Mr OKUCK MaTuHbl B Te-vyeHue 16
4. 3atem oThuNbLTPOBLIBAM OT KaTanusa-topa, MPOMbIBaM 3TAHONIOM M PacTBOPUTENb OTFO-HAMM B Bakyyme.
MonyyeHHoe 6GecuBeTHoe Macrno pacTeopsim B 25 mn 6e3BogHOro AuaTUnoBoro adu-pa, unbTpoBanm u
obpabartbiBarm npu nepemMelumBaHum pactsopom 62,2 mr (0,54 mmons) oymapoBor kucnotel B 5 Mn meTaHona.
3atem nepemewwvBanu B TeyeHue 18 4 Mpu KOMHATHOW Temneparype, nocrie 4yero oTunbTpoBbIBaM bernbie
Kpuctannel. B pe-synbTtate nonyyanu 314 wmr (71%) dymapata (RS)-2-(1,4-gurngpo-6,7-aumeTokcumnHaeHo[1,2-
b]mppon-1-un)-1-metnnamnamuna (1:0,5) ¢ T.nn. 203-205°.

Mpumep 34

a) Pacteop 48 r (0,324 wmons) 4-xpomaHoHa, 67 mn (0,78 monsa) 3-6yten-2-ona n 500 mr n-tonyon-
cynbdokucrnoTel B 67 mn 2,2-aumeTokcunponadHa u 500 mn 6e3BogHOro Tosyona KUnatunm B TeveHne 46 4 ¢
obpaTHbIM XONoAUNbHUKOM. 3aTeM peakUMOH-HY0 CMeCb KOHLIEHTPUPOBanM B BaKyyMe U OuULLany nocpeactsom
KOIOHOYHON xpomatorpadum Ha cunu-karerne (rekcaH/gmuaTunoBbln acup 4:1). B pesynbTate nonyyamm 24,7 r
(38%) (RS)-2-(2-6yTeH-1-un)-4-xpomaHoHa B BUAe Xesroro Macna.

6) Yepe3s oxnaxaeHHbIn o -70° pacteop 24,6 r (0,12 mons) (RS)-2-(2-6yteH-1-un)-4-xpomaHoHa B 450 mn
6e3BogHoro gmxnopmetaHa n 150 mn 6e3-BogHOMO MeTaHona Mpu nepeMeLLMBaHuMK Mponyckanu B TeveHue 2 Y
noTok o3oHa (3,5 r o3oHa/yac). 3atem pacTBop nNpoAdyBarn B TedeHne 5 MUH KUCIIOPOAOM U B TeyeHne 15 muH
aproHoM. lNocne pobaskn 13,4 mn (0,18 monsa) aumeTuncynbdwuga nepeMewmBanu B TedeHue 20 4 npu
KOMHaTHON TemnepaTtype. 3aTeM peakuMOHHYI0 CMEeChb yrmapvBanu B Bakyyme, ocTatok obpabatbiBanu 250 mn
anxrnopmeTaHa u nocne go-6asku 40 mn Boabl U 40 M TPUTOPYKCYCHOW KUCTIO-Tbl MEPEMELLMBAIN B Te4YeHune 4
Y Mpu KOMHaTHOW Temnepatype. 3atem cmecb BbimBarm B 100 mn Bo-gbl M MpM MepemMeLLMBaHuu
HenTpammsosanu, 4o6aBnsas ¢ NOMOLLBIO WnaTens rugpokapboHat HaTpus. 3atem gobasnanu ewe 70 mMn BOAbI,
ha3bl pasgenany u BOAHYH a3y ABaXAbl IKCTparMpoBarM COOT-BETCTBEHHO ropumsMu no 120 mn
anxnopmeTaHa. CoeanHeHHble opraHuyeckve asbl CylMmM Hag CyfbgatoM MarHus u KOHLEHTpMpoBanu B
Bakyyme. B pesynbTate nonyyanu 22,7 r (99%) 2-(2-okcoatun)-4-xpomMaHoHa B BMAE XKeNToro macna, Kotopoe
6e3 ganbHenwen 0YNCTKN UCMONb30BaMM B NOCHeayto-Lue i peakumu.

B) PactBop 1,9 r (10 mmonei) (RS)-2-(2-okcoatun)-4-xpomaHoHa 1 80 mr n-Tonyoncynb-dokucnoTsl B 70 mn
6e3BogHOro Tofnyora HarpeBamM B BogooTAenmtene. B kunawwmi pactBop B TedeHwe 5 MuH gobGaenanu no
karnam pacteop 3,0 r (40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyora. 3aTtem
npojospkamM KuNATUTe ele B Teyenue 35 MuH, mpuyem obbem pacTBopuTens cokpawanmu go 20 mn.
OxnaxAeHHyo CMeCb OYW-Liany nocpeAcTBOM KOFNIOHOYHOM XpomaTorpadum Ha cunukarerne (3atunauerart/Tonyon
2:3). B pesynbtate nonydanun 1,82 r (79%) (RS)-1-(1,4-amrngpo-[1]6eH3onmparo[4,3-b]nmppon-1-un)-nponaH-2-
oria B BMAe XeIroro macra.

r) B oxnaxaeHHbIi go 0° pacteop 1,82 r (7,9 mmonen) (RS)-1-(1,4-aurnapo-[1]6eH3onmpaHo [4,3-blnmppon-1-
wn)-nponaH-2-ona un 4,4 wmn (31,7 mmond) TpuatunammHa B 50 mn 6e3BogHOro  AuxsiopmeTtaHa npu
nepemewvBaHun gobasnsnm no kannam 1,23 mn (15,9 mmonei) meTtaHcynbgOHWUN-Xiopuga M Npoaosrkanm
nepemMeLwmBaTth elle B Teye-Hue 1,5 4 npm 910N Temneparype. 3aTteM peakuMOoHHY0 cMecb pasbasnsanv 280 mn
OnaTMnoBoro adwupa, ABaXKAbl MPOMbIBaNM COOTBETCTBEHHO mopumsmu no 70 M HacblWEHHOro pacTeopa
rmgpokapboHata Ha-TpUs W COoeAuHeHHble BOAHble hasbl OAuH pa3 3JKcT-parnpoBarm € nomowbto 70 mn
anatunosoro acupa. CoeauHeHHble opraHndeckme dasbl NnpoMbiBanm 140 MN HacbIWEHHOro pacTBopa xnopuaa
HaTpus, CYLUMNM Hag cyrbdaTtom marHusi u ynapvsanu B Ba-kyyme. ony4yeHHOe KopMyHeBoe Macno pacTBOpsm
B 50 mn 6e3BogHoro gumetundpopmammaa, obpaba-teisanm 1,03 r (15,9 mmonen) asmga HaTPUS U peak-LMOHHYHO
CMeCb Mpu NepeMeLLMBaHUKM HarpeBanu B Tevenne 17 4 go 60°. MNMocne oxnaxaeHust pacteop Boimeanu B 140 mn
BOAbl M ABaXAbl KCTparnposanmM COOTBETCTBEHHO mopuusamu no 140 mn guaturnosoro adwupa. CoeanHeHHble
opraHmyeckue dasbl MpoMbl-BarM no oAgHoMmy pady cootsBeTcTBeHHO 100 mn Bogbl M 100 Mn HacbIWEHHOTO
pactBopa xropuga HaTpus, CyWMnu Hag cynbdaToM MarHuss W KOHLEHTpUpoBanu pacTBOp B BaKyyMme.
MonyyeHHoe Macrno KOpPWYHEBOTO LBeTa O4MLIanM nocpeacTBOM KOJIOHOYHOW XpomaTtorpadun Ha cunvkarerse
(tTonyon). B pesynmbtate nonmydarm 1,44 r (71%) (RS)-1-(2-a3ugonponun)-1,4-gurugpo-[1]6eHsonmpaHo[4,3-
blnmppona B Buge G6ec-LBeTHOro macna.

a) 1,44 r (5,7 mmonen) (RS)-1-(2-asugonpornmn)-1,4-aurngpo-[1]6eH3onmpaHo[4,3-b]imppona, pacTBo-
pexHoro B 60 mn 6e3BoaHOro aTaHoma, rmgpupoBany B MpucyTcTBMmM 150 Mr ok1cK nnaTuHbl B TeveHne 4 4. 3aTemM
OTUMbTPOBbLIBAaNM OT KaTanmsaTopa, NPOMbI-Bany 3TaHONIOM M PacTBOPUTESlb OTTOHSNM B Bakyy-Me. MonyveHHoe
H6ecuseTHoe macno pacteopsiim B 100 mn 6e3BogHOro A4natunosoro adupa, hunbTpoBamnu 1 obpabaTteiBanm npu
nepemelwwmBaHun pactsopom 329 wmr (2,83 mmonsa) dymaposon kucrotel B 20 M meTaHona. 3aTeM
nepeMelwwmBanM B TeyeHne 18 4 MpyM KOMHATHOW Temnepartype, nocrne 4ero oT-dunbTpoBbiBarmM 6Genble
Kpuctannel. B pesymbtate nonydyamm 1,42 r (88%) dymapara (RS)-1-(1,4-an-rugpo-[1]6eHsonmpaHo[4,3-
b]mmppon-1-un)-1-metun-atmnamuna (1:0,5) ¢ 1. nn. 208-209°.

Mpumep 35

a) B oxnaxpgeHHbin go -70° pacteop 2,96 r (18,3 mmonen) 6-metokcu-1-uHgaHoHa B 300 mn 6e3-BogHoro
TeTparngpodypaHa npy nepemeLLBaHMm O6aBNANM Mo KanmsiM CBEXENPUIroTOBMNEHHbIN 13 3,12 mn (22 mmons)
avmsonponunamuHa n 13,8 mn (22 mmons) 1,6H H-ByTunnmTus B rekcaHe pacTsop nMtuigumsonponunamuga s 40
mn 6e3BogHoro TeT-parmgpodypaHa. 3atem npogofkanmm nepemMewvBaTb ewe B TevyeHue 30 MUH npu 3TON
Temnepartype, no-cne 4ero B TedeHve 10 MyH no kannam gobasnsmm pacteop 2,03 mn (20,2 mmonei) 3-xmop-2-
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6yTeHoHa B 40 mn 6e3BogHoro TeTparuapodypaHa. B teueHne 30 MUH peakUMOHHOM cMecu faBany ocTbiTb Ao 0°
1 3aTeM nepemewmBanm euwe B TeyeHne 30 MuH mpu aTon Temnepatype. [locrne 3TOro peakuMoHHY0 CMechb
BolrmvBanu B 150 mn nbaa, gobaensanmm 150 M HacbIWEHHOro pacTBopa Xropuga HaTpust U OTAEenanm
opraHuyeckyto asy. BogHyto dady oauvH pas akc-Tparvposanm ¢ rnomoupto 400 mn AMaTMoOBOro adu-pa,
coevHeHHble opraHudeckue dasbl oauH pa3 npombiBany 200 M HacbIWEHHOro pacTBopa X/opw-ga HaTpus,
CyLMNW Hag cyfbaTtom mMarHusi U KoH-LeHTpMpoBanu B Bakyyme. [Nofy4eHHOe Macsio Kpac-Horo LBeTa ouunwanm
rnocpeacTBOM KOJIOHOYHOW XpoMaTtorpadpmm Ha cunukarene (rekcar/anatniosbivi acpup 3:2). B pesynbTate Hapsay
¢ 0,93 r agykta no-nyyanu 1,56 r (37%) pauemuyeckoro 6-meTokcu-2-(3-okco-2-6yTnn)-1-uHaoaHoHa B BuAe
XenToro macna.

6) PactBop 1,5 r (6,46 MMonewn) pauemuyeckoro 6-meTokcu-2-(3-okco-2-6ytun)-1-uHgaHoHa n 80 mr -
TonyoncynedokmcnoTel B 70 mn 6e3BOAHOrO TOMyomna HarpeBanu B BogooTAenutene. B kunawwmi pactsop B
TeyeHne 5 MuH no kannam pobaenanu pacteop 1,94 r (25,8 mmonen) (R)-1-ammHo-2-nponaHona B 20 mn
6e3BogHoro Tonyomna. 3aTeM MPOAOSPKanM KUNATUTL elle B TedeHne 85 MuH, mpudeM obbem pacTBopuTens
cokpawamm go 20 mn. OxfaXAeHHyl peakuMOH-Hyl0 CMeCb oOuuwany MocpeACTBOM  KOJIOHOYHOM  Xpo-
martorpadum Ha cummkarene (3Tunauetat/Tonyon 2:3). B pesynetate nonydarm 1,23 r (70%) (R)-1-(7-meTokcu-
2,3-anmeTun-1,4-gurvgpounHaeHo[1,2-b]Jnmp-pon-1-nn)-nponaH-2-ona B BMAE XXeNToro macna.

B) B oxnaxpaeHnHbin go 0° pacteop 1,22 r (4,5 mmons) (R)-1-(7-meTokeu-2,3-gumetvn-1,4-gurnapovHaeHo[1,2-
blJvppon-1-un)-nponaH-2-oma n 2,5 mn (18 wmmonen) TpuatmnammHa B 50 MmN guxnop-meTaHa Mpu
nepemewvBaHum pobaesnanm no kamnam 0,7 mn (9,0 MMonewn) meTaHcynboHUNXMopuga M NpoJoSbKanm
rnepemelwBaTtb elle B TedeHvne 1,5 4 npu aTon Temneparype. 3aTeM peakuMoHHyt0 cMecb pasbasnamm 100 mn
AvxropMeTaHa, [OBaxAbl MNPO-MblBanM COOTBETCTBEHHO ropumsiMu no 60 Mn  Hacbl-LWeHHOro pacTeopa
rmgpokapboHata HaTpust M CO-eAQMHEHHble BOAHble hasbl OOWMH pa3 aJKcTparMpoBarm € rnomowpto 60 mn
anxnopmeTaHa. CoedvHeHHble op-raHndeckue asbl npombiBanmM 70 M HacbIWEHHOro pacTeBopa Xropuaa
HaTpus, CYLUMNM Hag cyfbdaTtom marHvst u ynapvsanu B Bakyyme. MonyyeHHoOe KOpuy-HeBoe Macro pacTBOpsim
B 40 mn 6e3BogHoro an-metungopmamuaa, obpabdatsisany 0,58 r (9,0 mmo-nen) asuaa HaTpUs U PeakLMOHHYIO
CMecCb HarpeBarnuv B TeyeHue 18 u mpu nepemewwsaHmmn go 80°. MNocne oxnaxaeHns cMmecb Bbimmeanu B 70 mn
BOAbl M [Ba-XAbl 3KCTparMpoBanM COOTBETCTBEHHO ropumsMu no 100 mn atunauetata. CoeanHeHHble
opraHuyeckve gasbl NPOMbIBanM no o4HOMY pady cooTBeTcTBeHHO 70 mMn BoAbl U 70 M HaCkILLEHHOIO pacTeopa
Xropu-ga HaTpusi, CYLUMNM Hag CyNbgaToM MarHus U KOH-LeHTpUpoBamv pacTBop B Bakyyme. [NonydyeHHoe Ko-
pU4YHEBOE Macrio o4uLLianM NoCpeacTBOM KOJIOHOY-HOWM Xxpomatorpadum Ha cunvkarene (tonyon). B pe-synbTaTe
nonyyanu 0,64 r (48%) (S)-1-(2-a3ugonpo-nnn)-7-meTokcn-2,3-aumeTun-1,4-gurngpounHaeHo [1,2-bjnvppona B
Buae GreHo-Xenroro macna.

r) 0,63 r (2,12 mmons) (S)-1-(2-a3ngonponun)-7-meTokeu-2,3-gumeTni-1,4-aurngpouHaeHo[1,2-bJnmp-pona,
pactBopeHHoro B 40 mn 6e3B0AHOIO 3TaHomMa, rMapvpoBany B MPUCYTCTBUMM 63 Mr OKMCU NaTuHbl B TeyeHue 2,5
Y. 3aTeM OTULTPOBLIBaNMM OT KaTanu-3aTopa, MPOMbIBaMM 3TAHOSIOM M PacTBOPUTENb OT-TOHSANMW B Bakyyme.
MonyyeHHoe 6rnegHo-xenToe macno pactsopsinvm B 50 mn 6e3BoAHOMO ANSTUNOBO-To admpa, PunbTpoBanm 1 npu
nepemelwmBaHmn ob-pabateiBany pactsopomM 123 mr (1,06 mmonsa) dyma-poson kucnoTel B 10 Mn meTaHona.
3atem nepemewmBanyM B TeyeHne 16 4 MNpM KOMHATHOW TemnepaTtype, Mocre 4ero OoTWUNbTPOBbIBaNM
XenToBaTble kpu-ctanmbl. B pesynsTtate nonyvanm 528 wmr (76%) dy-mapata (S)-2-(7-meToken-2,3-gumeTun-1,4-
avrngpo-nHaeHo[1,2-bjamppon-1-un)-1-meTunatunamuya (1:0,5) ¢ T.nn. 197°.

Mpumep 36

a) B oxnaxpgeHHbIn go -70° pacteBop 2,96 r (18,3 mmonen) 6-meTokcu-1-uHgaHoHa B 300 mn 6e3-BogHoro
TeTparngpodypaHa npy nepemMeLLBaHm Mo kannsM Jo6aBnanm CBEXeNPUroToBneHHbIN 13 3,12 mn (22 mmons)
aumsonponunamuna u 13,8 mn (22 mmons) 1,6H H-0yTunnMTusa B rekcaHe pacTeop nutunaumsonponuniamuaa B 40
mn 6esBogHoro TeT-parvgpodypaHa. [lepemewwvBaHve npogomkamm ewe B TedeHne 30 MWH npu 3TOM
Temneparype, nocrne 4e-ro B TeyeHuve 10 MuH pobGaenanu no kamnsm pacteop 1,62 mn (20,2 mmonen)
xrnopaveToHa B 40 mn 6e3-BoaHoro TetparuapodypaHa. PeakumoHHyo cMech oxnaxaanmm B Tedenve 90 MuH Jo
KOMHaTHOWM TeMnepaTypbl 1 MPOAOITKanM nepemeluBaTh elle B Teye-Hue 45 MuH npu aTow Temnepatype. 3aTeM
peakumn-oHHyt0 cmech BbimBarm B 100 mn nbaa, go6asnanu 100 Mn HacklLEHHOro pacTeopa xropuaa HaTpus u
oTAenanu opraHudeckyto asdy. BogHyto dasy oguH pas akcTparvposBanu ¢ rnomolusto 300 M AMITUNOBO-TO
achmpa, coeamHeHHble opraHudeckue dasbl oguH pa3 mpombiBarm 100 M HacbIWeHHOro pacTBopa Xxfopuga
HaTpWs, CYLLMNM Hag CyrbdaTtom MarH1si 1 KOHLEHTPUpOBamun B Bakyyme. [onydyeHHoe KpacHoe mMacro oyuLianm
NnocpeAcTBOM KOSMIOHOYHOW Xpomato-rpadum Ha cunvkarene (rekcan/guammnosbin acpmp 3:2). B pesynbTate
nonyyanu 2,24 r (56%) (RS)-6-meTokcn-2-(2-okconpomnn)-1-MHaaHoOHa B BWAE Xer-Toro TBepOoro BellecTsa,
koTopoe 6e3 4OoMNoNHWTE NbHOW NepekpuUcTanm3aLn UCnob30Bany B Mo-CrieAyloLein peakumm.

6) PactBop 145 r (6,64 wmmonen) (RS)-6-metokcu-2-(2-okconpormn)-1-mHgaHoHa u 60 wmr -
TonyoncynedokmcnoTtel B 70 Mn 6e3BOAHOrO TOMyorna HarpeBanu B BogooTAenutene. B kunawmi pactsop B
TeyeHne 5 MuH gobaBnsinm no kannsam pacteop 2,0 r (26,6 mmonen) (R)-1-amyHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3ateM MpodosbKanM KunAatuTb ewe B TedeHne 90 MuH, npudeM obbeM pacTBOpuTE-Ns
cokpawamm o 20 mn. OxmaxAeHHyl peakuMOH-Hyld CMeCb OuuWwanM MnocpeacTBOM KOJIOHOYHOM Xpo-
matorpadum Ha curmkarene (aTunauetat/Tonyon 2:3). B pesynbTtate nonyyanu 1,05 r (61%) (R)-1-(7-meTokeu-2-
meTun-1,4-gurugpounHaeHo[1,2-bjimppon-1-nn)-nponaH-2-ona B BUAE XeNToro TBepaoro Be-wectsa ¢ 1.n1. 110°.

B) B oxnaxgenHbin go 0° pacteop 0,8 r (3,1 mmons) (R)-1-(7-meTokcu-2-meTun-1,4-gurngpo-nHaeHol1,2-
blmppon-1-un)-nponan-2-ona n 1,73 mn (12,4 mmonen) tpuatunammHa B 40 MmN guxnopmeTa-Ha npu
nepemewvisaHum pobaenanm no kamnam 0,48 mn (6,2 mMMornen) MeTaHcynbOHUNXopuga U MpoJospKany
nepemeLlBaTb elle B TeyeHvne 1,5 4 npu aTon Temnepatype. 3ateM peakumoHHy cmechb pasbasnanm 100 mn
AvxropMeTaHa, ABaXAbl MPO-MblBanM COOTBETCTBEHHO mopuusamu Mo 60 MM HacbIWeHHOro pacTeopa
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rmgpokapboHata HaTpus U CO-eOQMHEHHble BOAHble hasbl OOWMH pa3 aJKcTparMpoBamM € momolpto 60 mn
avxnopMeTaHa. CoeduHeHHble op-raHndeckne dasbl npombiBar 70 MN HacbIWEHHOro pacTBopa Xfopuaa
HaTpus, CYLUMIM Hag CyfibdaTomM MarHvs 1 ynapveanu B Bakyyme. [onyyeHHOe Kopuy-HeBOE Macsio pacTBopsm
B 25 mn 6e3BogHoro au-metundgopmamuaa, obpabdartsisanu 0,40 r (6,2 MMo-nei) a3maa HaTpus U peakUMOHHYHO
CMecCb HarpeBarmm B TedeHue 16 4 npu nepemelumBanmnm o 60°. MNocrne oxnaxaeHust pacteop Bbimmeanm B 70 mr
BOAbl WM [ABaxAbl SKCTparMpoBamM cooTBeTCTBeHHO rnopumsmm no 100 mn amwnauetata. CoeauHeHHble
opraHudeckve dasbl NPOMbIBanM no ogHOMY pa3y cooTBeTCTBeHHO 70 mn BoAbl M 70 Mi HaCbILLEHHOrO pacTeopa
Xriopuaa HaTpus, CyLUMNM Hag CynbdartoM MarHus U KOHLEHTPUpOBanM pacTeop B Bakyyme. Nony4eHHoe macno
KOPUYHEBOrO LBETa ouvMWwanyM rocpeacTBOM KOMOHOYHOW XxpomaTtorpadum Ha cunukarene (tony-on). B
pesynbtate nonydyamm 0,44 r (50%) (S)-1-(2-a3ngonpommn)-7-meTokcu-2-metn-1,4-gurngpovHge-Ho[1,2-
b]rmppona B Buae 6riegHo-xenToro macna.

r) 044 r (1,56 wmmonsa) (S)-1-(2-as3ngonpommn)-7-meTokcu-2-metun-1,4-gurugpounHaeHo[1,2-bjrmppo-na,
pacTBopeHHoro B 35 mn 6€3B0AHOIO 3TaHoNa, rMapvMpoBani B NPpUMCYTCTBUMM 45 Mr OKUCK MaTuHbl B TedeHne 16 u.
3atem OTUMBTPOBLIBaNM OT KaTanu-3atopa, NPOMbIBanM 3TaHOSIOM W pPacTBOpUTESb OT-TOHAMM B Bakyyme.
MonyyeHHoe 6negHo-xenToe macrno pacTtBopsAnm B 35 mn 6e3B0AHOIO AMATUIIOBO-TO achmpa, hunbTpoBanm u npu
nepemMelwmBaHumn ob-pabarsieanu pactsopom 90 mr (0,78 mmons) dyma-poBow KUCIOTbl B 7 MiT MeTaHona. 3ateM
rnepemMeLmBany B TedeHne 18 4 npu KOMHaTHOM Temneparype, nocne Yero oTubLTPOBLIBANM XenToBaTble Kpu-
ctannbl. B pesynbTtate nonyyamm 414 wmr (84%) dy-maparta (S)-2-(7-meTokcn-2-meTun-1,4-gurugpounHge-Ho([1,2-
b]mppon-1-un)-1-metmnamnamuna (1:0,5) ¢ T.nn. 199°.

Mpumep 37

a) Pacteop 14,0 r (84 mmons) 4-xnop-1-uHgaHo-Ha, 17,3 mn (0,20 mons) 3-6yten-2-ona n 140 mr n-
Tonyoncynbdokvcnotel B 140 Mn 2,2-gumeToKcU-MponaHa B TeyeHve 64 4 kunatunm ¢ obpaTtHbiM XO-
noAunbHUKOM B BOAOOTAENWTere, 3anofiHEHHOM MO-NeKynsapHeiM cutoM (0,4 HM, rpaHynbl 2 mMm). 3atem
peakLuMOHHYI0 CMeCb KOHLEHTPMpPOBanu B BaKyymMe W O4MLIany rnocpenctBOM KOMOHOYHOM Xxpomartorpadum Ha
cunukarene (rekcaH/guaTvnoBbi adup 6:1). B pe-aynbtate nonydanun 15,2 r (81%) (RS)-2-(2-6yTteH-1-un)-4-
xrop-1-nHgaHoHa B BMAe >eINToro macrna.

6) Yepes oxnaxgeHHbI go -70° pacteop 15,1 r (68,4 mmonein) (RS)-2-(2-6yteH-1-un)-4-xnop-1-mHga-HoHa B
200 mn 6e3BogHoro avxrnopmeTaHa u 40 mn 6e3BOAHOIO MeTaHoma npy nepemMeLLMBaH1Umn Nponyckanu B Te4eHne
90 MuH NOTOK 030Ha (3 r 030Ha/yac). 3aTeM pacTBOp NpodyBanu B TeYeHWe 5 MWH KUCIo-poaoM U B TedeHne 10
MUH aproHom. lMocne go6aekm 7,55 mn (103 mMonsa) gumeTuncynbduaa nepemewmsany B teveHne 20 4 npu
KOMHaTHON TemnepaTtype. PeakuuwoHHyld cMecCb ynapvBanm B Bakyyme, oc-Tatok obpabatbiBarm 200 mn
AvxropmeTaHa u nocre 4obasku 25 mn Boabl U 25 M TPUPTOPYKCYCHOM K-CIOThI MEPEMELLMBANM B TEYEHMe 2 4
npv KOMHaTHOW Temnepatype. 3ateM cMech BblrvBany B 200 M BO-Abl M MPY NepeMeLunBaHny HenTpanusoBanw,
[obaB-nas ¢ nomoLlbo Wrnatens rugpokapboHat HaTpus. Mocne atoro gobasnsnm ewe 100 mn Bodbl, pasge-
nanu dasbl 1 BOAHyo dasy ABaXAbl IKCTparMpoBany COOTBETCTBEHHO nopumsmu no 120 mn guxnopmMeTa-Ha.
CoeauHeHHble opraHndeckue @asbl CyLMnW Hag CybgatoM MarHusi U KOHUEHTpuMpoBanu B Bakyyme. B
pesynbtate nonydyarm 13,9 1 (97%) (RS)-2-(2-okco-atun)-4-xnop-1-vHgaHoHa B BuWOe XKenToBaToro
macna.

B) PactBop 2,08 r (10,0 mmonen) (RS)-2-(2-okco-atun)-4-xnop-1-nHgaHoHa n 80 mr n-tonyoncynedo-
kucnoTel B 70 mn 6e3BogHoOro Tonyona Harpesarm B BogooTtdermrene. B kunsawwmn pactBop B TeyeHne 5 MUH
pobaenanm no kannam pacteop 3,0 r (40 mmo-nen) (RS)-1-ammHo-2-nponaHona B 20 mn 6e3BoAHO-TO Tonyorna.
3atem npofospkamm KunatuTb elle B Te-vyeHue 45 MuH, npudeM obbeM pacTBopuTens cokpa-wanm go 20 mn.
OxnaXAeHHyl0 peakuMOHHYI0 CMeCb O4ManM nocpeacTBOM KOMOHOYHOWM XpomaTtorpadumM Ha cwunukarene
(omnaueTat/rekcaH 1:2). B pesynbtate nonysarm 1,47 r (59%) (RS)-1-(5-xmop-1,4-gurna-ponHgeHol[1,2-
b]mmppon-1-un)-nponaH-2-ona B B1uae KOpMYHEBOrO Macra.

r) B oxnaxaeHnHbih go 0° pacteop 1,47 r (5,93 mmonen) (RS)-1-(5-xnop-1,4-gurngponHaeHo [1,2-b]Jimpponn-
1-un)-nponan-2-ona n 3,3 mn (23,7 mmond) TpuatunamuHa B 50 Mn guxnopmeTaHa Mnpyu nepeMeLuvBaHum
pobaenanm no karmnam 0,92 mn (11,9 mMonen) MmeTaHCcyb(QOHUNXIOPUAA U NPOAOIKANM NepemMeLLMBaTh eLle B
TeyeHue 1,5 4 npu aTon Temnepatype. 3aTteM peakUMOHHYI0 cMecb pa3basnanu 50 mn guxnopmeTaHa, ABax bl
MPOMbIBaM CO-OTBETCTBEHHO nopumsMuM no 70 MA HacbIWEHHOro pacTBopa rugpokapboHata HaTpus M
coefVHeHHble BOAHble dhasbl OAWMH pa3 3JKcTparMpoBamm € rnomowpkto 70 mn guxnopmeTtaHa. CoeAnHeHHble
opraHunyeckvMe asbl nMpombiBanm 70 MM HacblLWEHHOro pacTBOpa Xropuaa HaTpusi, Cywmniv Hag cyrnbdatom
MarHusi 1 ynapusamm B Bakyyme. [NonyyeHHOe KopuuHeBOoe macro pacTtBopsim B 50 mn 6e3BogHOro AvMmeTwn-
dopmamuga, obpabareisanu 0,77 r (11,9 MMonen) asauaa HaTpuUsi U peakLMOHHY0 CMECh HarpeBarnv B TedeHue 17
Y npu nepemMelumBaHnn go 60°. MNocne oxnaxgeHns pacteop Bblrmeamm B 80 mn Bogbl M TPWKAb! 9KCTParuposani
cooTBeTCTBEHHO mopumsmu no 100 mn aTunaueTtata. CoegvHeHHble opraHndeckue asbl NPOMbIBanM Mo O4HOMY
pa3y cooTBeTcTBeHHO 70 mn Bogbl U 70 MM HacbILWEHHOrO pacTBOpa Xropuga HaTpus, CyLWUmM Hag cynbdatom
MarHuWsi U KOHLUEHTpMpOBanuM pactBop B Bakyyme. [lonydyeHHOe KOpMYHEBOE Macfio ouuwanyM MoCpeacTBOM
KOJIOHOYHOW XpomaTtorpadum Ha cunmkarene (rek-caH/atunauetat 4:1). B pesyneTate nonyyamm 1,0 r (62%) (RS)-
1-(2-a3ugonponun)-5-xnop-1,4-gurugpo-uHaeHo[1,2-bjnmppona B BUae 6regHo-xenToro
macna.

a) 1,0 r (3,66 mmons) (RS)-1-(2-a3ngonponun)-5-xnop-1,4-aurnapouHgeHo[1,2-b]Jimppona, pacTBOPEH-HOro B
50 mn 6e3BogHoOro ataHona, ruapvpoBanu B npucytctBumM 100 Mr okuMcu nnatuvHbl B TedeHue 5 4. 3artem
0T UNLTPOBbLIBaNM OT KaTanMaaTtopa, MPOMbI-Banu 3TaHOMOM U pacTBOpPUTESb OTFOHSAMM B Bakyy-Me. [NonyyeHHoe
6ecuBeTHoe macno pactesopsiim B 80 mn 6e3B04HOr0 AUSTUMOBOTO 3chupa, punbTpoBaMM 1 Npu NepemeLLMBaHum
obpabatbiBarm pactBo-pom 212 wmr (1,83 wmwmons) dymapoBon kucroTel B 16 Mn mMeTaHona. 3atem
nepeMewmBanM B TeyeHue 18 4 MpuM KOMHATHOW Temnepartype, nocre 4ero oT-dunbTpoBbiBamM 6Genble



41316

KpucTannel. B pesynbtate nonydanu 1,05 r (94%) dymaparta (RS)-2-(5-xmop-1,4-aurngpounHgeHo([1,2-bjamppon-1-
un)-1-memmn-atunamuHa (1:0,5) ¢ T.nn. 182°.

Mpumep 38

a) PactBop 1,8 r (8,25 mmonen) (RS)-6-meTokcu-2-(2-okconponmn)-1-uHgaHoHa n 70 Mr n-Tonyoncynbe-
dokmcrnoTbl B 70 mMn 6e3Bo4HOMO ToMyosa HarpeBanu B Bogootaermtene. B kunawmin pactBop B TeveHne 5 MuH
pobasnanu no kamnam pacteop 2,48 r (33 mmons) (RS)-1-amuHo-2-nponadona B 20 mn 6e3-BogHOro tonyona.
3atem npopgorkamm KnmaTuTe ewe B TedeHve 90 MuH, mpuyem obbem pacTBopuTens co-kpawanu o 20 mn.
OxnaxgeHHylo peakuMOHHYI0 CMEeCb OuY/LLanmM MocpedcTBOM KOMOHOYHOM Xpomatorpadum Ha cunukarene
(amatunosein adwmp/rekcaH 7:3). B pesymbrate nonysamm 1,37 r (65%) (RS)-1-(7-meTokcu-2-metun-1,4-
avruapovHaeHo[1,2-bjrmppon-1-un)-nponaH-2-ona B BWAe KOPWYHEBOINO TBEPAOrO BELLECTBA, KOTOpoOe
HernocpeacTBEHHO MCMOb30Barv B NOCIEAYHOLLEN peaKkumi.

6) B oxnaxgenHein po 0° pactBop 1,35 r (5,25 mmonen) (RS)-1-(7-meTtokcu-2-metun-1,4-gu-
rmgpouHaeHo[1,2-b]amppon-1-un)-nponan-2-ona u 2,92 mn (21,0 mmork) TpuatunamuHa B 60 mn An-xnopmeTtaHa
npu nepemMelmBaHm fobaenanu no ka-nnam 0,81 mn (10,5 mmornei) MeTaHCyNbOHUNXO-pUAa 1 NPoJoIDKanm
rnepemMelwBaTtb elle B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMOoHHY0 cMecb pasbasnanm 120 mn
AvxropMeTaHa, ABaXdbl MPOMbIBanM COOTBETCTBEHHO 70 MM HaCbILEHHOIo pacTBopa rmapokapboHaTta HaTpus U
coevHeHHble BOAHble dasbl OAWH pa3 JKcTparMpoBanm C nomowpio 70 mn guxrnopmeTtaHa. CoeduHeHHble
opraHuyeckve dasbl npombiBarv 90 M HacblLWEHHOro pacTBopa Xfopuga HaTtpusi, CyWnim Hag cynbdaTom
MarHvs 1 ynapveanu B Bakyyme. lNonyyeHHoe mMacrno KopuyHeBoro LuBeTa pactsopsnm B 40 mn 6e3BogHOro amme-
mngopmammga, obpabatbiBarm 0,68 r (10,5 mmo-mei) asvga HaTpMs U peakuMOHHYI0 CMecb Mpu nepe-
MeLuMBaHUKM HarpeBamu B TeveHne 23 4 o 80°. lMNo-cne oxnaxaeHus pacTeop BbimBanv B 70 Mn BOAbI U ABaX bl
3KCTparMpoBanM CcoOoTBEeTCTBEHHO nopumsmm no 100 mn atmnaudetata. CoeguHeHHble opraHudeckve dasbl
nMpoMbIBann Mo ogHoOMy pasy cooTBeTcTBeHHO 70 mn BoAbl M 70 MM HacbIWEHHOro pacTBopa Xropuga HaTpus,
cywmnu Hag cynbdatoM MarHus U KOHLEHTPUpoBarM pacTBop B Bakyyme. [lofydyeHHOe KopuYHeBoe Macrio
oyuLany NoCPeAcTBOM KOJIOHOY-HOWM XpomaTtorpadum Ha cunukarene (tonyorn). B pe-3yneTate nonydanm 0,93 r
(63%) (RS)-1-(2-a3ungo-nponun)-7-meTokcn-2-metun-1,4-gurngponHaeHo[1,2-blrmppona B Buae 6neaHo-Kenroro
macna.

B) 0,92 r (3,26 mmons) (RS)-1-(2-a3ngonponun)-7-meTokcn-2-meTnn-1,4-aurngponHgeHo[1,2-blnmppo-na,
pactBopeHHoro B 70 mn 6e3Bo4HOMO aTaHona, rmapmpoBany B npucyTcTemm 90 Mr OKUCK MnaTuHbl B TedeHve 16 u.
3atemM OTUNLTPOBLIBANM OT KaTanm3aTtopa, NPOMbIBanM 3TaHOMIOM W pacTBOpUTENb OT-TOHAMM B Bakyyme.
MonyyeHHoe Mmacro, crerka ok-palleHHOoe B >XesTbl LuBeT, pacTBopsim B 70 mn 6e3-BOAHOro AMITUIIOBOTO
achvpa, dunbTpoBarmM 1 Mpu nepemelmBaHum obpabatbiBanu pactBopom 189 mr (1,63 mmonsd) dymaposon
kmcnoTel B 15 Mn meTaHo-na. 3aTem nepemMelumBamvm B TedeHne 18 4 npu KOM-HaTHOW TemnepaType, nocre 4ero
OTUMBbTPOBbLIBANM KpUCTamnsbl, Crierka OKpalleHHble B Xemmbi uBeT. B pesynbtate nonydyamm 800 mr (78%)
dymapata (RS)-2-(7-meTokcu-2-metun-1,4-gurngpouHgeHo[1,2-blnmp-pon-1-un)-1-metmnatunammHa  (1:0,5) ¢
T.nn. 187-188°.

Mpumep 39

a) Pacteop 11,2 r (64,1 mons) 6-usonponmn-1-nHgaHona, 13,3 mn (0,15 monda) 3-6yteH-2-ona 1 110 mr n-
TonyoncynbdgokucnoTel B 110 mn 2,2-guMeTokcunponaHa Kunatnnm B TeveHne 89 4 ¢ 06-paTtHbIM XOS0ANIIbHUKOM
B BOAOOTAENMTENE, 3arofIHEHHOM MONEeKynspHbIM cuTtom (0,4 HM, rpaHymnbl 2 Mm). 3aTemM peakuuoHHY0 CMeChb
KOHLUEHTpMpOBarm B BakyymMe MW Ouulanm MoCcpeACTBOM KOMOHOYHOM XxpomaTtorpadum Ha cunvkarerne
(rekcaH/gnaTtvnoBbli acpup 5:1). B pesynbTate Hapsaay ¢ 6,6 r agykta no-nydamm 5,6 r (38%) (RS)-2-(2-6yteH-1-
un)-6-n3o-Nponni-1-MHAaHOHa B BUAE XenToro macna.

0) Yepes oxnaxaeHHbli oo -70° pacTteop 5,6 r (24,5 mmons) (RS)-2-(2-6yteH-1-un)-6-nsonponun-1-mHgaHoHa
B 125 mn 6e3BogHoro guxropmetaHa u 25 mn 6e3BOOHOrO MeTaHona Mpu MepeMeLluvBaHuM Nporyckamm B
TeyeHne 50 MUH MOTOK O30Ha (2 r 030-Ha/dac). 3aTem pacTBOp MPOAyBarM B TeYeHVWE MUH KUCMOPOAOM U B
TeyeHne 10 muH aproHom. Mocne pgobasku 2,7 mn (36,8 Mmornel) gumeTuncynbduaa nepemMeLumMBani B Te4eHve
15 4 nNpu KOMHaTHOW Tem-nepaTtype. PeakLuMoHHY0 CMecb yrnapuBanu B Bakyyme, ocTatok obpabatbiBanu 60 mn
anxnopmMeTaHa u nocne gobasku 10 mn Bogpl M 10 M TpUTOPYKCYC-HOW KUCIOThI NEPEMELLMBANN B TedeHue 3 4
npv KOMHaTHOW TemnepaType. 3aTteM cMecb BbirmvBamm B 50 Mn BoAbl U HENTPanu3oBamv Npu nepeMeLLMBaHny,
[o6aBnsas ¢ nomoLwpio Wnate nsa rugpokapboHat Hatpus. 3atem gobasnanu ewe 50 mn Bogpl, pasgensany dasbl 1
BOAHYI0 hasy ABax bl AKCTparMpoBanu cooTBETCTBEHHO nopumsmu no 200 mn guxnopmeTa-Ha. CoeanHeHHble
opraHundeckve gasbl CyLMnNM Hag cynbdaroM MarHvWs U KOHLEHTpUpOBanu B Bakyyme. B pesynbTate nonyyamm
5,08 r (95%) (RS)-2-(2-okcoatun)-6-n3onponus-1-nHaaHoHa B BUAE KEMTOro Macna.

B) PactBop 2,16 r (10 wmmonen) (RS)-2-(2-okcoatun)-6-usonponun-1-vHgaHoHa u 80 wmr n-
TonyoncynedokmcnoTel B 60 Mn 6e3BOAHOrO TOMyornia HarpeBanu B BogooTAaenutene. B kunawmi pactsop B
TeyeHne 5 MuH pobasnanm no kamnam pacteop 3,0 r (40 mmonen) (RS)-1-amvHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3ateM MpoOAoSKarm KMnATUTbL elle B TeveHve 45 MuH, mpudem ob6bem pacTBopuTens
cokpawanm go 20 mn. OxnaxgeHHyo peakuMOHHYI0 CMeChb O4YMLLIanM NOCPeACTBOM KOFTIOHOYHOWM Xpo-maTtorpadum
Ha cunukarene (auaTmnoBbIn adup/rekcan 7:3). B pesynbTate nonydyamm 1,4 r (55%) (RS)-1-(7-usonponmn-1,4-
avrmapovHaeHo([1,2-bjnmppon-1-un)-nponaH-2-ona B BUAE KOPUYHEBOIO Macra.

r) B oxnaxgeHHoin go 0° pactsop 1,38 r (54 mmonen) (RS)-1-(7-usonpomnn-1,4-gurngpomvH-geHol1,2-
blmppon-1-un)-nponan-2-ona n 3,01 mn (21,6 mmons) TpuatunamuHa B 50 MmN guxrnopmeTtaHa npu
nepemewvisaHum gobasnamm no karmnsm 0,84 mn (10,8 MMonein) meTaHcynboOHMXOpMAA U MpoAospKanm
nepeMelmBatb B TeyeHue 1,5 4 npu aTon Tem-nepaTtype. 3aTteM peakuuoHHylo cMmecb pasbaensnm 150 mn
AvxropMeTaHa, ABaxAbl MPOMbIBaNM COOT-BETCTBEHHO ropuusMu no 70 Mm HacblWeHHOro pac-TBopa
rmgpokapboHaTa HaTpus M coefduHeHHble BoAgHble (ha3bl OAMH pa3 3JKcTparMpoBarM € nomMolwbto 70 mn
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avxnopmMeTaHa. CoefduHeHHble opraHudeckue dasbl npombiBarm 100 MmN HacbIWEHHOrO pacTBopa xropuaa
HaTpus, CyLUMMN Hag CcyfbdaTom MarHmnsa u ynapveanm B Bakyyme. [NonyyeHHoe KopnYHeEBOe Macno pacTBOPSNM B
50 mn 6e3BogHoro gumetun-cpopmamumaa, obpabatsianm 0,7 r (10,8 mmonel) asuaga HaTpUst U peakUMOHHYHO
CMEeCb NMpu NepeMeLLMBaHum HarpeBanu B TedeHue 17 4 go 60°. MNocrne oxnaxaeHust pacteop Bbimmeanm B 70 mrn
BOAbI M ABaXAbl 9KCTparMpoBany cooTBeTcTBeHHO nopumamm no 100 mn aTunauetata. CoeamHeHHble opraHuye-
ckue dasbl NPOMbIBarM Mo 0gHOMY pa3y cooTBeTcTBEHHO 70 mMn BoAbl 1 70 MNn HacbILWEHHOTO pacTBopa xropuaa
HaTpus, CyLUMNM Hag CynbdaToM MarHusi U KOHLeHTpMpOBanmu pacTBop B Bakyyme. [onydyeHHoe Kopu4HeBoe
Macsio oYuMLIanM nocpeacTBOM KOMIOHOY-HOW XpomaTorpadum Ha cunukarene (tonyon). B pe-3ynbtate nonyvanm
1,08 r (72%) (RS)-1-(2-a3ngonpommn)-7-u3onponun-1,4-gurngpovHaexo[1,2-b]jnvppona B Buge macna, crerka
OKpaLLeHHOro B XeMTbI LBeT.

a) 106 r (3,78 wmmona) (RS)-1-(2-asangonponun)-7-uzonponun-1,4-gurngpounHgeHo(1,2-blnmppona,
pactBopeHHoro B 50 mn 6e3BoAgHOro aTaHona, rma-puposamm B npucytctemmn 110 Mr okicn nnatvHel B TedeHve 4
4. 3atem oThuNbTPOBLIBaM OT KaTanusa-topa, MPOMbIBaMM 3TAHONIOM U PacTBOPUTENb OTFO-HSAMM B Bakyyme.
MonyyeHHoe GecueTHOe macno pacteopsim B 80 mn 6e3BOAHOTO AMATUIIOBOrO 3chu-pa, punbTpoBarm 1 npu
nepemMelmBaHum obpabateiBanu pacteopom 219 mr (1,89 mMonsa) dpymapoBoi kucrnoTsl B 15 mMn meTaHona.
3atem nepemewmBanv B TeveHve 15 4 npu KOMHaTHOW TemnepaType, nocrne 4Yero oTdubTpoBbIBaIM Genble
Kpuctannel. B pe-synbtate nonyyanu 918 mr (78%) dymaparta (RS)-2-(7-usonpommn-1,4-gurngponHgeHo[1,2-
b]mppon-1-un)-1-metmnamnamuna (1:0,5) ¢ T.nn. 203°.

Mpumep 40

a) PactBop 2,16 r (10 mmonewn) (RS)-2-(2-okco-atun)-6-nzonpormn-1-nHgaHoHa mu 80 mr n-tonyon-
cynbdokucnoTel B 70 mn 6e3B04HOMO TONyoria Ha-rpesany B BogooTaenurene. B kunswmin pactBop B TedeHue 5
MuH fobasnsnum no kannam pacteop 3,0 r (40 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6e3-BogHOro Tonyona.
3atem Mpogorrkanm KUnsTutb elle B TeyeHne 45 MuH, npudeM obbem pactBoputens co-kpawanu go 20 mn.
OxnaxgeHHyl0 peakuMOHHYI0 CMEeCb OuYWLLanmM MocpeacTBOM KOMOHOYHOM Xpomartorpadum Ha cunukarene
(amnaueTat/Tonyon 1:1). B pesynbtate nonyyanm 1,78 r (70%) (R)-1-(7-u3onpommn-1,4-gurngponHaeHo[1,2-
b]mmppon-1-un)-nponaH-2-ona B BUAE KOPUYHEBOIO Macra.

6) B oxnaxpgeHHbn go 0° pacteop 1,78 r (6,97 mmonewn) (R)-1-(7-usonponuin-1,4-gurngpovH-geHo[1,2-
blmppon-1-un)-nponaH-2-ona n 3,86 mn (27,9 mmonen) tpuatunammHa B 50 mn guxnopmeTa-Ha npu
nepemewvBaHum gobasnsanu no kannam 1,08 mn (13,9 mmoneit) meTaHcynbOHUIXNOpUAa W NPOAOITKanm
nepemewwBaTtb ele B TedeHne 1,5 4 npu aTOM Temneparype. 3aTteM peakuuoHHylo cMecb pasbasnsmm 70 mn
AvxropMeTaHa, [ABaXAbl NPOMbIBAMM COOTBETCTBEHHO rMopumsMu no 70 MM Hacbl-LWEHHOro pacTBopa
rmgpokapboHata HaTpusi M CO-eOQMHEHHble BOAHble hasbl OOWMH pa3 JKcTparMpoBarM € momouwpto 70 mn
anxnopmeTaHa. CoefauHeHHble op-raHudeckve dasbl npombiBarm 100 MmN HacblWEHHOrO pacTBopa Xropwuaa
HaTpus, CYLLIMN HaA cynbaTom MarHmusa 1 ynapveanu B Bakyyme. [onyyeHHOe KOpUYHEBOE Macro pacTBOPSN B
50 mn 6e3BogHoro an-metundopmamuga, obpabarteisarm 0,91 r (13,9 mMmonelt) a3vga HaTpMa U PeakLMOHHYO
CMeCb Mpu NepemMeLLMBaHUKN HarpeBanu B TeveHne 16 4 go 60°. MNocne oxnaxaeHns pacteop BbimBanu B 150 mn
BOAbl M [OBaXAbl 9KCTparMpoBamn coOOTBeTCTBeHHO rnopumsmMm no 200 mn amnaueTtata. Coegu-HeHHble
opraHnyeckue dasbl MpoMbiBamM Mo ogHoMy pasy cootBeTcTBeHHO 100 mn Boabl M 100 MM Hacbl-LWEHHOTO
pacTBopa xropvga HaTpus, CyWMnu Hag cynbdaToM MarHus WM KOHLEHTpUpoBanu pacTBOp B BaKkyyMme.
MonyyeHHoe KopM4HEBOe Macsio OYMLLANKN NOCPEeACTBOM KOFIOHOYHOWM Xxpomatorpadum Ha cunu-karene (Tonyon).
B pesynbTate nonyvarm 1,12 r (57%) (S)-1-(2-asugonpommn)-7-n3onponun-1,4-gu-rugponHgeHo[1,2-blnmppona B
Buae GecuBeTHOro macna.

B) 1,12 r (3,99 wmmons) (S)-1-(2-a3ugonponun)-7-usonpomni-1,4-gurngpovHaeHo[1,2-bjrmppona, pac-
TBOpeHHoro B 100 mn 6e3Bo4HOMO 3TaHONa, rMapw-poBasni B NpUCyTCTBMM 112 Mr OKACK MNaTUHbI B Te-4eHue 3 u.
3atemM OTUNLTPOBLIBANM OT KaTanu3ato-pa, NPOMbIBanM 3TaHOMIOM W pacTBOPWUTESb OTIOHAMM B Bakyyme.
MonyyeHHoe GecuBeTHoe Macro pacteopsiim B 100 mn 6e3Bo4HOro AMSTUIOBOro adhupa, punbTpoBanmm 1 npu
nepemelwmBaHun obpabatbiBamm pactBopoMm 232 mr (2,0 mmons) doymapoBow ku-crnotel B 10 mMn meTaHona.
3ateM nepemelmBanv B TedyeHne 5 4 npw KOMHaTHOW Temnepatype, Mocre 4ye-ro oTdunbTpoBbIBaIM Genble
Kpuctannbel. B pesynbtate nonyvanu 371 wmr (29%) dymapara (S)-2-(7-usonponun-1,4-gurngponHaeHo[1,2-
b]mmppon-1-un)-1-metunatnnamuHa (1:0,57) ¢ T.nn. 179-181°.

Mpumep 41

a) Pacteop 11,0 r (68,0 mmonei) 6-TpeT.-0yTnn-1-nHgaroHa, 12,5 mn (145 mmonewn) 3-6yteH-2-ona n 110 mr
n-TonyoncynbdokmcnoTel B 110 mMn 2,2-gumeTokcunponaHa KUnaTunm ¢ obpaTtHbIM XOMo-AWNbHUKOM B TeYeHue
41 4y B BogoOTAENMTENE, 3a-MOSIHEHHOM MONeKynspHeiM cutoM (0,4 HM, rpaHynbl 2 MM). 3aTeM peakuUoHHYo
CMeCb KOHLEHTpMpOBarM B BakyymMe W O4YML@nu MocpedcTBOM KOJIOHOYHOW Xpomarorpacdunm Ha cunmkarerne
(rekcaH/gnaTvnoBbit acup 6:1). B pesynbTtate nonyvanm 7,35 r (53%) (RS)-2-(2-6yteH-1-un)-6-tpet.-6yTun-1-
MHOaHOHA B BMAE XeSToro macna.

6) Yepes oxnaxpaeHHbn go -70° pacteop 7,35 r (30,5 mmonen) (RS)-2-(2-6yten-1-un)-6-TpeT.-0yTns-1-
umHgaHoHa B 150 mn 6essogHoro auxmnopmeTtaHa u 30 mn 6e3BogHOrO MeTaHora npu nepemeLunBaHum
nponyckanu B TedyeHne 35 MuH noTok o3oHa (3 r 030-Ha/yac). 3atem pacTBOp MpoAdyBanu B TeyeHue 5 MuH
kucnopogom n B TeyeHne 10 MuH aproHom. [Mocne pgobasku 3,36 mn (45,8 mmonen) avmetuncynbdwuga
nepeMelmBanM B TedeHne 17 4 mpy KOMHaTHOW TeM-nepaTtype. PeakuMoHHyI0 CMeCb ynmapvBarnv B BakKyy-Me,
ocTatok obpabatbiBarm 100 mn gmuxnopmeTtaHa u nocrne go6asku 15 mn Bogbl n 15 mn TpudpTopyKCyc-HOWM
KMCIOTbl NepemeluvBanv B TedeHne 3 4 Npu KOMHaTHON Temnepartype. 3ateM cmech BblvBanu B 100 mn Bogp! 1
npyv nepeMeluBaHnn HewTpanusosa-nu, [o6aBnsis C MOMOLWBIO WnaTtensd rugpokapboHat Hatpus. 3aTem
pobaenanm ewe 50 mn BoAabl, hasbl pasgensamm 1M BOAHYH a3y ABaxAbl dKCTparMpoBanM COOTBETCTBEHHO
nopumsmn no 150 mn guxnopmeta-Ha. CoeanHeHHble opraHudeckne dasbl CyLMNM Hag Cyfbdatom MarHus u
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KOHUeHTpupoBariMm B Bakyyme. B pesymbtate nonyvanu 6,44 r (92%) (RS)-2-(2-okcoatun)-6-tpeT.-6yTnn-1-
MHOAHOHa B BUAE XXeMTo-ro Macna.

B) PactBop 2,3 r (10 wmmonen) (RS)-2-(2-okco-atun)-6-tpeT.-6yTun-1-nHgaHoHa u 80 mr n-tonyon-
cynbdokucrnoTel B 70 mn 6e3B04HOMO TOMyona Ha-rpesany B BogooTtaenuterne. B kunawwn pactsop B TedeHne 5
MUWH fobasnsanu no kannam pacteop 3,0 r (40 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6e3-BogHOIO ToMyorna.
3atem npoposkanm KnmaTUTeb ele B TedeHue 45 MuH, mpuyem obbem pacTBopuTens co-kpawanu o 20 mn.
OxnaxgeHHylo peakuMOHHYI0 CMEeCb OY/LLanmM MocpedcTBOM KOMOHOYHOM XpomaTtorpadun Ha cunukarene
(@mnaueTat/Tonyon 1:1). B pesynmbtate nonydamm 1,9 r (70%) (R)-1-(7-tpeT.-6yTun-1,4-gurngpounHaeHo[1,2-
b]mppon-1-un)-npo-naH-2-ona B BUAE KOPUYHEBOIO Macra.

r) B oxmaxpenHbin go 0° pactBop 1,9 r (7,05 mmonen) (R)-1-(7-Tpet.-6yTun-1,4-guruapovH-geHo[1,2-
blmmppon-1-un)-nponaH-2-oma n 3,9 mn (28,2 mmonen) TpuaTunammHa B 55 MmN guxrnopmeTta-Ha Mpu
nepemewvBaHum gobaesnsanm no kannam 1,1 mn (14,1 Mmonen) meTtaHcynboHUNXIopuga M npoJosbKanm
nepemMelwBaTtb elle B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMOHHyl0 cMecb pasbasnanm 150 mn
AvxropMeTaHa, [OBaxAbl MNPO-MblBanM COOTBETCTBEHHO ropumsMu no 70 Mn  Hacbl-LWEHHOro pacTeopa
rmgpokapboHata HaTpust UM CO-eAUHEeHHble BoAHble dasbl OOMH pa3 aJKcTparMpoBarm € rnomowpto 70 mn
anxnopmeTaHa. CoeauHeHHble op-raHndeckve asbl npombiBanm 100 MmN HacblLWEHHOrO pacTBopa Xfopwaa
HaTpus, Cywmnu Hag cynbdaToM MarHus U yrnapusanu B Bakyyme. [lonyyeHHOe Macro KOpW4HeBOro LBeTa
pacTtBopsarm B 50 mn 6e3BoagHoro anmeTundopmMammaa, obpadatsisarm 0,83 r (12,6 mmorneit) asuwga Hatpus m
peakuMOHHYI0 CMeCb Mpu MepeMeLlBaHun HarpesBanu B TeyeHue 16 4 go 60°. lMocrne oxnaxaeHuss pacTBop
BblfBanu B 120 Mn BoAbl U ABaXAbl 3KCTparMposarM COOTBETCT-BEHHO nopumamu no 120 mn atunauetara.
Coefu-HeHHble opraHudeckue dasbl NPoMbIBanm No ogHoMy pady cooteetcTBeHHO 100 mn Boapl 1 100 mn Hackl-
LEeHHOro pacTeopa XJopuaa HaTpus, CyLUMnv Hag cynbaTtomM MarHus U KOHLEHTPUpOBanu pacTBoOp B BaKyyme.
MonyyeHHOe KOpUYHEBOE MAacIo OYMLANN NOCPEeACTBOM KOFIOHOYHOWM Xpomartorpadum Ha cunu-karene (Tonyon).
B pesynbTtate nonyqanm 0,82 r (44%) (S)-1-(2-a3ugonponun)-7-tpeT.-0yTmn-1,4-gurngponHaeHo[1,2-b]nvppona B
BMAe Macra KopM4HeBaToro LeeTa.

a) 0,82 r (2,8 mmons) (S)-1-(2-asuponpommn)-7-TpeT.-6yTun-1,4-gurnaponHaeHo[1,2-bjnmppona, pac-
TBOpeHHoro B 30 mn 6e3BoAHOro aTaHona, rmapupo-sarm B npucytcTBumM 80 Mr oKMCK MNaTuHbl B TEYeHue 2 u.
3atemM OTWNLTPOBLIBAIM OT KaTanmM3aTopa, NPOMbIBany 3TaHOSIOM WM pacTBOpUTENb OTIOHSNM B Bakyyme.
MonyueHHoe GecuBeTHoe Macrio pacTteopsinim B 50 mn 6e3BOAHOr0 AMSTUNOBOro adupa, unbTpoBanm 1 npu
nepemeLlwmBaHum obpabareiBanm pactBopom 163 mr (1,4 mmonsi) pymapoBoi ku-crotbl B 10 mMn meTtaHona.
3atem nepemelLmBanu B TedeHve 15 4 npu KOMHaTHOW TeMnepaTtype, nocne Yero oThunbTPOBbLIBaMM KpUcTansbl
posoBatoro uBe-tTa. B pesymbtate nonysarm 0,33 r  (36%) dymapata (S)-2-(7-Tpet.-6yTnn-1,4-
avrngpovHgeHo[1,2-b]imp-pon-1-un)-1-metunammnammna (1:0,5) ¢ 1.nn. 188-190°.

Mpumep 42

a) Pacteop 9,73 r (45 mmonen) 5'-meTokcun-2',3'-gurugpocnmpoluuknonentad-1,1'-[1HuHaeH]-3'-oHa, 9,3 mn
(108 mmonen) 3-6yten-2-ona 1 100 mr n-tonyoncynbdokucnotel B 100 Mn 2,2-4MMeTOKCMIPO-NaHa KUNaTunm c
obpaTHbIM XoroAnnbHUKOM B Teve-Hue 90 4 B BogooTAenuTesne, 3anofiHeHHOM MoreKy-nspHeiM cutom (0,4 Hm,
rpaHyrnbl 2 MM). 3aTeM peak-LMOHHYI0 CMeCb KOHLIEHTPMPOBanmu B BaKyyme, MOCIie Yero ouuiany nocpeactsom
KOJIOHOYHOWM Xpomatorpadmmn Ha curnukarene (rekcad/atunauetat 7:1). B pesynbTtate Hapsigy ¢ 4,0 r agykra
nonyyanu 6,24 r (51%) (RS)-2'-(2-6yteH-1-un)-5'-meTokcn-2',3'-gurn-gpocnmpo[umknoneHtad-1,1'-[1HluHgeH ]-3'-
OHa B BW-Ae XenToro macna.

6) Yepes oxnaxpaeHHbln go -70° pactBop 6,2 r (22,9 mmons) (RS)-2'-(2-6yteH-1-un)-5'-meToken-2',3'-
avrngpocmmpo[umknonentaH-1,1'-[1HJuHgeH)-3'-oHa B 80 mn Ge3sogHoro aguxrnopmetaHa n 20 mn 6e3BoA-HOro
MeTaHomMa npu nepemMeLLMBaHuy npomnyckanu B TedyeHre 40 MyH MOTOK 030Ha (2,5 r o3oHa/Mac). 3a-Tem pacTtsop
npoAdyBanmu B TeyeHne 5 MuH Kucrnopo-gom v B tedeHve 10 muH aproHom. MNocne go6asku 2,52 mn (34,4 mmons)
avnmetuncyneduga nepeMewwvsanM B TedeHne 17 4 Mpyu KOMHATHOW Temnepartype. PeakunoHHyio cmecb
yrnapvBanu B Bakyyme, oc-TaTok obpabatbiBanv 100 mn guxnopmeTtaHa v nocne gobaeku 15 mn Bogbl 1 15 mn
TPUPTOPYKCYCHON KW-CMOThI MepeMelmBani B TeveHue 2,5 4 mpu KOMHaT-HOM Temnepatype. 3ateM CMeCb
BbmBanM B 150 mMn BoAbl M MpU MepeMeluBaHWM HewTpanusosanu, [0-0aBnssi C MOMOLbIO LnaTens
rmgpokapboHat Ha-Tpus. 3aTem pobasnsimm ewe 50 mn Bogpl, pasgensanu dasel n BoAHylo dasy OBaxabl
3KCTparvpoBanmy cooTBeTCTBEHHO mopuusamu no 100 mn guxnopmeTa-Ha. CoedvHeHHble opraHndeckue dasbl
CywmMnu Hag cynbaTtom MarHus U KOHUEHTpUpoBamu B Bakyyme. B pesynbTate nonyyanu 5,74 r (97%) (RS)-2'-
(2-okcoatun)-5'-meTokemn-2',3'-gurngpocnmpolumknoneH-taH-1,1"-[1HJuHaeH]-3'-oHa B BUAEe  XKenToBaTtoro
macna.

B) PactBop 2,58 r (10 mmonen) (RS)-2'-(2-okcoaTtun)-5'-meTtokcu-2',3'-gurugpocnmpoluuknonen-tan-1,1'-
[1HuHgeH]-3'-oha n 80 wmr n-Tonyoncynbdo-knucnotel B 70 mn 6e3BogHoro Tofyonma HarpeBanu B
BogooTAenuTene. B kunsawmii pacteop B TeueHue 5 MuH gobasnsnm no kannam pacteop 3,0 r (40 mmo-nen) (R)-
1-amyHO-2-nponaHona B 20 mn 6e3BogHOro Toryona. 3atem MpoJoJSDKanmM KUMATUTL elle B Tede-Hue 45 MuH,
npuyem ob6bem pacTsopuTens cokpawanu 4o 20 mn. OxnaxgeHHy peakuMOHHYI0 CMECh OYMLLANM NOCPEACTBOM
KOJIOHOYHOW XpomaTtorpadumn Ha cunvkarene (aTunauetat/rekcad 1:1). B pesynbTate nonyyanu 1,98 r (67%) (R)-
1-[7'-meTokeun-1' 4'-gurngpocnumpol[uukroneHTaH-1,4'-uHaeHo[1,2-blnnp-pon]-1'-unjnponan-2-ona B BYAE XENTOro
macna.

r) B oxnaxaeHHbin go 0° pacteop 1,95 r (6,6 mmonen) (R)-1-[7'-meTokcu-1',4"-gurngpocnmpo [LMKNoneHTaH-
1,4"-nHpeHo(1,2-bJamppon-1'-un] npo-naH-2-ona u 3,65 mn (26,2 Mmonen) TpuaTunammHa B 50 Mmn guxnopmeTtaHa
npy nepemewwwmBaHuun gobasnsanu no kannam 1,02 mn (13,1 mmonen) MeTaHCyNb-hOHUNXIoOpuaAa U NPOAoIPKam
nepemMelLmBaTh elle B TeyeHue 1,5 4 npu aton Temnepatype. 3aTemM pe-akuMoHHy0 cMecb pasbasnsanm 100 mn
avxropMeTa-Ha, [fBaxAbl MPOMbIBanM COOTBETCTBEHHO mopuusamm no 70 MM HacbIWeHHOro pacTeopa
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rmgpokapboHata HaTpus 15 n coeguHeHHble BoAHble hasbl OOWMH pa3 3JKcTparMpoBammM ¢ nomowkio 70 mn
avxnopMeTaHa. CoegnHeHHble opraHnyeckve dasbl npombiBamm 70 M Hackl WEHHOro pacTBopa Xfiopuaa HaTpus,
Cy-Wnnun Hag cynbdatom marHusi U ynapusamm B Bakyyme. [lonydyeHHoe 3eneHoe macrio pacteopsinm B 50 mn
6e3BogHoro gumeTtungpopmamuaa, obpabartsiearm 0,86 r (13,2 Mmonen) asnga HaTpUst U peakUMOHHYI0 CMEeCh
npu nepeMeLLMBaHNN HarpeBanu B Te-4eHne 5 4 go 70°. MNocne oxnaxaeHusa pacTBop Bbl-nvBanu B 70 mn Boabl U
TPWKAbl IKCTparMpoBarm Co-0TBETCTBEHHO nopumsmm no 100 mn atunauetata. CoeanHeHHble opraHudeckvie
asbl NpoMbIBanM Mo ogHOMy pasy cooTBeTcTBeHHO 70 mn Bogbl M 80 MM HacbIWEHHOro pactBopa xfopuaa
HaTpus, CyWMM Hag cynbdaToM MarHusi U KOHLEeHTpMpoBanm pac-TBOp B Bakyyme. [lonyyeHHoe KOpW4HeBOe
Macfio ouvwanyu nocpeacTBOM KOJIOHOYHOW Xxpomatorpadpum Ha cunukarene (rekcad/atunaudetat 4:1). B
pesynbTate nonyyanu 1,45 r (68%) (S)-1'-(2-asupgonponun)-7'-meTokcu-1',4"-aurugpocmmpo[umknoneHtaH]-1,4'-uH-
AeHo[1,2-b]jnmppona B BMOe Macna XenroeaToro LBeTa.

a) 1,45 r (4,5 mmons) (S)-1'-(2-a3ugonponun)-7'-metokcu-1',4'-gurugpocmmpo[unknoneHTaH]-1,4'-uH-geHo[1,2-
b]nmppona, pacteBopeHHoro B 60 mn 6e3-BogHOMO aTaHoNa, rMgpvpoBany B NpucytcTeum 145 Mr okucu nnaTuHel B
TeyeHue 14 4. 3atem oT-OUNbLTPOBBIBANM OT KaTanusaTopa, NMPOMbIBaM 3Ta-HOMIOM U PacTBOpPUTENb OTFOHAMMN B
Bakyyme. [lony-yeHHoe OecuBeTHoe mMacno pactBopsimm B 100 mn 6e3BOogHOro  AMATMIIOBOrO  adowvpa,
punbTpoBarm n obpabaTtbiBany Npy nepemMeLLBaHnmn pactsopom 522 mr (4,5 mmons) pymapoBoi kucrnoTsl B 10
M MeTaHomna. 3aTeM nepemelLvBany B Te4yeHne 5 4 npu KOMHaTHOW TemnepaTtype, nocre Yero oTunbTPOBbI-
Banu Genble kpuctannbl. B pesynbtate nonydamm 1,47 r (79%) dymapata (S)-1-metnn-2-(7'-meTtokeu-1'4'-
avrugpocnmpoluukroneHtaH-1,4"-uHaeHo[1,2-b] mmppon]-1-un)-atunamuna (1:1) ¢ T.nn. 183-185°.

Mpumep 43

a) Pacteop 25,0 r (116 mmonei) 5'-metun-2',3'-gurngpocripo[umknorekcan-1,1'[1HJyuHaeH]-3'-oHa, 24,1 mn
(280 mmonen) 3-6yTeH-2-oma 1 250 Mr n-tonyoncynedokucnoTsl B 250 Mn 2,2-AUMeTOKCU-NponaHa KUMsSTUIm ¢
obpaTHbIM XONOAUIbHUKOM B TeyeHne 88 4 B BOAoOTAenuTene, 3arnofHEHHOM MO-NeKynapHbiM cutom (0,4 Hm,
rpaHynbl 2 Mm). 3aTemM peakUMOHHYI0O CMECb KOHLEHTPMPOBanu B BaKyyMe 1 O4ULLAanu nocpescTBOM KOFIOHOYHON
Xpomatorpadum Ha cunmkarene (rekcad/atunauetar 6:1). B pesynbTtate Hapsagy ¢ 8,4 r agykta nonydamm 18,4 1
(59%) (RS)-2'-(2-6yTeH-1-un)-5'-meTun-2',3'-gurngpocnmpo [umknorekcax-1,1'[1HJuHgeH]-3'-0Ha B Buge Xesnroro
macna.

6) Yepes oxnaxgeHHblh o -70° pactBop 184 r (68,5 mmonen) (RS)-2'-(2-6yteH-1-un)-5'-metnn-2',3'-
avruapocmmpoluukrorekcan-1,1'-[1HJuHaeH]-3'-oHa B 300 mn 6e3BogHoro amxrnopmMeTtaHa n 60 mn 6e3Boa-Horo
MeTaHoMa Mpu nepemeLLMBaHuM nponyckanu B TedeHne 75 MuH MOTOK 030Ha (3 r o3oHa/dac). 3atem pacTBop
npoayBamm B TedeHue 5 MuH KucriopodoM u B TeveHne 10 MuH aproHom. MNocne pobaeku 7,55 mn (103 mmonst)
AvMmeTuncynbuga nepemMewumBanm B TeveHve 16 4 Mpu KOMHATHOW Temnepartype. Peakun-OHHyl0 CcMecb
yrnapvBanu B Bakyyme, octatok obpa-6ateiBanv 200 mn guxnopmeTtaHa v nocne gobtaekm 30 mn Bogbl 1 30 mn
TPUPTOPYKCYCHON KUCMOTHI Me-pemMelmBarvM B TeyeHne 3 4 Mpu KOMHaTHOW Temnepatype. 3atem cMmecb
BoimBanM B 200 mMn BoAbl M MpW MNepeMelumMBaHUM HenTpanusoBanu, [obaBnsasi C MOMOLpHO LInaTens
rmgpokapboHat Hatpusa. 3atem gobaenanm ewe 50 mn Boabl, pasgenanu dasbl 1 BOAHYIO a3y ABaXAbl
3KCTparnpoBammM COOTBETCTBEHHO mopuusamu no 150 mn guxnopmeTtaHa. Coeaun-HeHHble opraHndeckue dasbl
cywmnu Hag cynbda-ToM MarHvsi u KOHLEHTpMpoBanu B Bakyyme. B pe-3ynbtarte nonydamm 17,0 r (97%) (RS)-2'-
(2-okcoaTun-5"-meTnn-2',3'-gurngpocnmpoluuknorekcan-1,1'-[1HluHaeH]-3'-oHa B Buae xenroro macna.

B) PactBop 2,56 r (10 wmmonewn) (RS)-2'-(2-okcoatun)-5'-metvmn-2',3'-gurngpocnmpolunknorek-caq-1,1'-
[1HuHoeH])-3'-oHa n 80 wmr n-Tonyoncynbgo-kucnotel B 70 mn 6e3BogHoro Tofyonma HarpeBanu B
BogooTAenmTene. B kunsawmii pacteop B TeyeHne 5 MuH no kannam gobasnsmm pacteop 3,0 r (40 mmo-nen) (R)-
1-amuHO-2-nponarHona B 20 mn 6e3BogHoro Tonyona. 3ateM MpoJdorkanmm KUNaTUTL elle B Tedve-Hue 45 MuH,
npuyeM ob6bem pacTeopuTens cokpawanu o 20 mn. OxnaxgeHHy peakuMOHHYH0 CMECb OUMLLaNM NoCpeacTBOM
KOJIOHOYHOW Xxpomatorpadum Ha cunvkarene (aTunauetat/rekcaH 2:3). B pesynbTtate nonyyanu 2,45 r (83%) (R)-
1-[7'-metnn-1',4"-gurugpocnmpolumnknorekcax-1,4'-uHaeHo[1,2-b]jimp-pon]-1'-unjnponax-2-ona B BMAe Macna
KOPUYHEBOrO LiBeTa.

r) B oxnaxgeHHbii go 0° pacteop 2,45 r (8,3 mmonen) (R)-1-[7'-metun-1',4"-gurngpocmmpo [umknorekcan-1,4'-
uHgeHo[1,2-blnmppon]-1'-un]-npo-naH-2-ona n 4,57 mn (33,2 mmornst) TpuatunamuHa B 50 mMn guxnopmMeTaHa npu
nepemelwwmBaHun gobasnanu no kamnam 1,3 mn (16,6 mMmonen) meTaHCynb-hOHUNXopuaa M MPOAOITKanm
nepemMeLLVBaTh eLle B TeveHue 2,5 4 npu aTon Temneparype. 3atem pe-akunoHHyto cMechb pasbasnanv 8 100 mn
AvxropMme-TaHa, [ABaxAbl MPOMbIBanM COOTBETCTBEHHO mopuusmMn no 70 MM HacbIWeHHOro pacTeopa
rmgpokapboHa-Ta HaTpus W coedMHEHHble BOAHble (hasbl OOWMH pa3 dKcTparMpoBamM € momouwpto 70 mn
avxnopmeTaHa. CoeanHeHHble opraHndeckue dasbl npombiBamy 70 M Hackl LWEHHOrO pacTBopa Xriopuga HaTpus,
Cy-lUMnNn Hag cynbgartom marHus 1 ynapusamm B Bakyyme. [lonydyeHHOe xerroe macrio pacTBopsim B 75 mn
6e3BogHoro gumeTtundgopmammaa, obpabarteiearm 1,08 r (16,6 Mmonen) asnga HaTpUst U PEAKLMOHHYIO CMECh
HarpeBarnu npu nepeMeLumBaHmn B TedeHune 16 4 go 60°. MNocne oxnaxaeHus pacTeop Bbirmeanm B 140 mn Boabl
W TPWKAbl 3KCTparnposanmn cooTBeTcTBEHHO nopumsamu no 100 mn atmnaueTata. Coean-HeHHble opraHuyeckue
da3bl NpombiBanM NMo ogHoMmy pasy cooTtBeTcTBeHHO 90 mn Bogbl 1 90 MM Hacbl-LUEHHOro pacTBopa Xxropuaa
HaTpus, CyWMAM Hag CynbdaToM MarHusi U KOHLUEHTpMpoBanuM pacTteBop B Bakyyme. [lonydyeHHoe KopuuHeBoe
Macrno o4uvwanu rnocpeacTBOM KOMOHOYHOW XxpomaTtorpadum Ha cwunu-karene (rekcad/aTunauertat 4:1). B
pesynbTate nomy-Yanm 1,76 r (66%) (S)-1'-(2-asugonpommn)-7'-meTtnn-1'4"-gurngpocnmpolumkrnorekcaH]-1,4"-
uHaeHo[1,2-b]-nmppona B BUAe mMacra, crierka OkpalleHHOro B KpacHbIN LBET.

n) 1,76 r (5,49 mmonen) (S)-1'-(2-asngonponun)-7'-metnn-1',4'-gurngpocnmpoluuknorekcan]-1,4'-nHge-+Ho[ 1,2-
blnmppona, pactBopeHHoro B 100 mn 6e3B0A-HOrO 3TaHOMa, rMApMpPoBanu B mpucyTcTBun 170 Mr oKMcu nnaTuHbl
B TeueHue 4 4. 3atemM oTUNLTPOBLIBANM OT KaTtanusatopa, NPOMbIBaM 3TaHOMOM W pac-TBOpPUTE b OTTOHSANM B
Bakyyme. lNonyyeHHoe macro kopuyHeBaToro ugeta pacTtsopsim B 100 mn 6e3Bog-Horo Auatunosoro adupa,



41316

punbTpoBam u obpabareiBanu npu nepemelumBaHum pactsopom 637 mr (5,49 Mmonen) doyMapoBOW KUCTOThI B
10 mn mMeTa-Homa. 3aTeM nepemewwmBarmM B TedyeHne 22 4 Mpu KOMHaTHOW TemrepaType, Mocrne 4ero
oTdunbTpoBbIBanM 6enble kpuctanmel. B pesynbtate nonydam 1,7 r (76%) dpymapara (S)-1-metnn-2-(7'-metnr-
1',4'-gyrngpocnmpoluuknorekcan-1,4"-nHgeHo[1,2-bJ-mmppon]-1-un)-atunamumna (1:1) ¢ T.nn. 195-196°.

Mpumep 44

a) Pacteop 17,0 r (84,8 mmons) 5'-metun-2',3'-aurngpocrvpo[umknoneHTan-1,1'-[1HJuHaeH]-3'-oHa, 17,5 mn
(204 mmons) 3-6yteH-2-ona 1 170 Mr n-TonyoncynbgokucnoTbl B 170 mMn 2,2-AMMETOKCUMNPO-NaHa KUNaTumnm ¢
obpaTHbIM XONOAUIBHUKOM B Teye-Hue 71 4 B BogooTAenuTene, 3anofiHEHHOM MonekynapHbiM cutom (0,4 Hm,
rpaHynbl 2 MM). 3atemM peak-LMOHHYI0 CMeCb KOHLEHTpMpOBanM B BakyymMe W O4u-lanm nocpeacTBoM
KOIOHOYHON XpomaTtorpadmn Ha cunukarene (rekcaH/amaTunoBbln acup 4:1). B pe-3ynbTate Hapsgy ¢ 4,0 r
sgykta nonydarm 12,7 r  (59%) (RS)-2'-(2-6yteH-1-un)-5'-meTtun-2',3'-gurugpo-crmpo[umknonexHtan-1,1'-
[1HwHaeH]-3'-oHa B BMAae xenToro macna.

6) Yepes oxnaxgeHHblh go -70° pacteBop 12,7 r (50,1 mmonen) (RS)-2'-(2-6yteH-1-un)-5'-metnn-2'3'-
avruapocmmpo[uuknoneHTtaH-1,I-[1H]uHaeH]-3'-oHa B 250 mn 6e3BogHoro amxrnopmMeTtaHa u 50 mn 6e3Boa-Horo
MeTaHOMa MpornycKkanu npu nepemelvBaHuM B TedeHne 60 MuH MOTOK o3oHa (3 r o3oHa/dac). 3atem pacTBop
npoaysanmm B TedeHne 5 MuH kncrnopogom u B TedeHne 10 muH aproHom. Mocne gobaeku 5,54 mn (75,5 mmonen)
AvmeTuncynbuga nepeMewmBany B TeveHve 17 4 Mpu KOMHATHOW TemnepaTtype. Peakuu-OHHyl0 CcMecb
ynapuBanu B Bakyyme, octatok obpa-6atbianm 160 mn guxnopmeTaHa u nocne gobaeku 15 mn Bogpl 1 15 mn
TPUTOPYKCYCHON KUCMOThI MNe-pemMelmBanii B TeveHve 2,5 4 mpu KOMHaTHOW Tem-nepatype. 3aTeM CMeCb
BolmBanu B 150 Mn BoAbl M MpW nepemelLmMBaHUM HenTpanu3oBanu, [obaBnsas C MOMOLplO LinaTens
rmppokap6oHaT HaTpus. MNocne atoro gobasnanu ewe 50 mn BoAbl, pasgensnu da-3bl M BogHyto a3y aBaxabl
3KCTparMpoBanM COOT-BETCTBEHHO mopumsimn no 150 mn guxnopmeTaHa. CoednHeHHble opraHndeckue dasbl
Cywmnu Hag cynbdaToM MarHusl U KOHUEeHTpMpoBanu B Bakyyme. B pesynbTtate nonyyamm 12 r (99%) (RS)-2'-(2-
okcoatwn)-5'-metun-2',3'-gurngpocnmpolunknonen-tad-1,1"-[1HjuHgeH]-3'-ona B BMOe Macna, crierka Ok-
paLLeHHOro B KpacHbIN LBeT.

B) PactBop 2,42 r (10 mmonen) (RS)-2'-(2-okcoatun)-5'-metnn-2',3'-gurmgpocnmpolumnknoneHn-tax-1,1'-
[1HlvHpeH]-3'-oHa n 80 wmr n-tonyosncynbdo-kucnotel B 70 mn 6e3BogHOro Tosfyona HarpeeBanu B
BogooTAenmTene. B kunawmii pacteop B TeueHne 5 MuH no kannam gobasnsmm pacteop 3,0 r (40 mmo-nen) (R)-
1-amuHo-2-nponaHona B 20 mn 6e3BogHoro Tonyona. 3ateM npoAdormkanm KUNaTUTb elle B Teve-Hue 45 MuH,
npuyeM obbem pactBopuTens cokpawanu go 20 mn. PeakuuoHHyo cMecb o4uMLLany NOCPEeACTBOM KOFIOHOYHOM
Xpomarorpadum Ha cunukarene (GratTniosbiv adup/rekcaH 3:2). B pesynbTate nony-v4amm 2,06 r (73%) (R)-1-[7'-
Metun-1'.4"-gurngpo-cnmpo[umknoneHtaH-1,4"-uHgeHo[1,2-bjnppon]-1'-unj-nponaxH-2-ona B  BuAe  KpPacHOro
macna.

r) B oxnaxaeHnHbii o 0° pactBop 2,06 r (7,32 mmonen) (R)-1-[7'-meTun-1',4'-gurngpocnmpo [UUKoneHTaH-
1,4'-nHgeHo[1,2-b]Jmmppon]-1'-un]-npo-naH-2-ona u 4,03 mn (14,6 mmonen) TpuatnunammHa B 50 mn guxriopmeTtaHa
npu nepemeLLmBaHmm gobasnanu no kannsm 1,15 mn (14,6 Mmonen) meTaHcynb-hoHUNXNopuaa 1 NPoLoITKanm
nepemMeLmBaTth elle B TeyeHue 1,5 4 npu aton Temnepatype. 3aTeM pe-akuMOHHY0 cMecb pasbasnsanv 100 mn
avxrnopmeTaHa, ABaXAbl MNPOMbIBanM COOTBETCTBEHHO mopuusmu no 70 MmN HacblWEHHOro pacTeBopa
rmgpokapboHata HaTpusi M coefduHeHHble BOAHble hasbl OAMH pa3 JKC-TparvpoBaiM € nomouwpto 70 mn
anxnopmeTaHa. Co-eguHeHHble opraHndeckue dasel npombiBarM 70 M HacbIWEHHOro pacTBopa Xxropuga
HaTpwWs, CYLUIMAN Hag CcyrnbaTtom MarHus U ynapusanum B Bakyyme. [onyyeHHoe 3eneHoe Macrio pacTBopsinm B 75
mn 6e3BogHoro anmeTundopmMamuaa, obpabateisanm 0,95 r (14,6 MmMonen) asvaa HaTpUS U peaKUUOHHYK CMECh
HarpeBarnu npu nepemMeLLmBaHumn B TeveHne 5 4 go 70°. MNocne oxnaxaeHus pacteop Bblmeanu B 100 mn Boapl u
TPWKApl 3KCTParnpoBanM cOOTBETCTBEHHO nopumsamu no 100 mn atunauetata. Coeaun-HeHHble opraHndeckue
a3bl NpomMbiBanM Mo ogHOMY pasy cooTBeTcTBeHHO 70 mn Bogbl 1 70 MM Hacbl-LUEHHOro pacTBopa Xxropuaa
HaTpus, CylMnM Hag CynbdaToM MarHusi U KOHUEHTpMpoBanu pacTteBop B Bakyyme. [lonyvyeHHoe KopuuHeBoe
Macrno ouuvwanu nocpeacTBOM KOMOHOYHOM XpomaTtorpadum Ha cwunu-karene (rekcaH/aTunauertat 4:1). B
pesynbTtate nony-dyamm 1,34 r (60%) (S)-1'-(2-asugonponmn)-7'-metun-1,4'-gurngpocnmpolunknoneHtaH]-1,4'-
uHaeHo[1,2-b]-nmppona B BUAe mMacrna, crierka OkpalleHHOro B KpacHbIN LBET.

a) 1,34 r (4,37 mmons) (S)-1'-(2-asmgonporun)-7'-metun-1',4'-gurngpocnmpolunknoneHTan]-1,4'-nHge-Ho[ 1,2-
blnmppona, pactBopeHHoro B 75 mn 6€3B04-HOrO 3TaHona, rgpypoBany B npucyTcteum 135 Mr okvMcu nnatuHel B
TeyeHue 4 4. 3aTem OTUNLTPOBLI-BaNM OT kaTtanu3aTopa, NPOMbIBanM 3TaHOMOM W OT-FOHSIMN pacTBOPUTENb B
Bakyyme. Mony4yeHHoe 6ec-LBeTHOe Macro pacTeopsnv B 80 mn 6e3BogHOr0 An-3mmnoBoro adupa, dunbTposanm
n obpabatbiBanu npu nepemewwmBaHun pactsopom 507 mr (4,37 mmo-nsi) doymapoBol kucrnoTbl B 10 mn
MeTaHona. 3aTeM MepeMelmBany B TeYeHWe Y MpU KOMHaTHOM Temre-paType M OoTdunbTpoBbiBarM Genble
Kpuctannel. B pesymbtate nmonysarm 1,23 (71%) dymapata  (S)-1-metun-2-(7'-meTtun-1'4'-
avrmgpocnmpo[uuknoneHTaH-1,4"-uHiaeHo[1,2-bjnmppon]-1-un)-atunammua (1:1) ¢ T.nn. 192°.

Mpumep 45

a) Pacteop 1,05 r (4,13 mmons) (RS)-1-(2-asngo-nponun)-7-rugpokeu-1,4-gurngpouHgeHo(1,2-b]nvp-pona m
0,77 mn (8,26 mmonen) wusonpormnbpomuga, 1,14 r (8,26 mmonen) kapboHata kamms B 30 mn N,N-
anmeTtnndopmammaa Harpeamm B TedeHue 48 4 go 50°. MNMocne oxnaxaeHusa pacteop Bblveamm B 150 mn Boabl
N ABaXAbl 3KCTparMpoBanM COOTBETCTBEHHO nopuuamu no 150 mn atmnauetata. Coean-HeHHble opraHuyeckve
da3bl npombiBarm oauH pa3 70 Mn MOMyHacbIWEHHOro pacTBopa Xfopuaa HaTpus, CyWwunu Hag cylbdaTtom
MarHMsi 1 KOHUEHTpMpoBamM pacTtBop B Bakyyme. CbIpol NpOAyKT O4YMWANM MO-CPeacTBOM  KOFIOHOYHOM
Xpomarorpacdum Ha cunvka-rene (tonyon). B pesynbtate nonyyanu 0,35 r (28%) (RS)-1-(2-asmgonponun)-7-
nsonponokcu-1,4-gurna-povHaeHo[1,2-bjnuppona B Buae mMacra opaHKeBOro LBeTa, KOTopoe HenocpeacTBeHHO
1Cronb30Banu B nocreyoLwen peakumm.
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6) 035 r (1,17 wmmonda) (RS)-1-(2-a3ngonponun)-7-nsonponokcu-1,4-gurngpovHaeHol[1,2-b]jimppona,
pactBopeHHoro B 40 mn 6e3BogHOMO 3TaHomna, rma-pyupoBanu B npucytcteum 40 Mr oKucK NNaTuHbl B Te-4eHue 4
4. 3aTem oTMnNbTPOBLIBAMM OT KaTammsaTopa, NPOMbIBanM 3TaHOSIOM M PacTBOpPUTENb OTIOHSANM B Bakyyme.
MonyyeHHoe GecuBeTHOe macno pacTeo-psmm B 70 mn 6e3BogHoro AuatunoBoro adupa, unbTpoBamm 1 npu
nepemewwmBaHun obpabateiBanm pactesopom 68 mr (0,58 Mmons) dymapoBon ku-croTbl B 10 mMn meTaHona.
3atem nepemewwvBanu B TeyeHue 17 4 Mpy KOMHATHOW Temneparype, nocrie 4yero oTunbTpoBbiBam berbie
Kpuctannel. B pe-3ynbTate nonyyamm 0,22 mr (57%) dymapata (RS)-2-(7-usonponokeu-1,4-gurngponHgeHo[1,2-
b]mppon-1-un)-1-metmnamnamuna (1:0,5) ¢ T.nn. 192°.

Mpumep 46

a) Pacteop 8,0 r (54 mmons) 6-rugpokcu-1-uHgaHoHa, 6,3 mn (59,4 Mmonen) uuknoneHTunopo-muaa, 16,4 r
(119 mmonewn) kapboHata kammsa n 10 mn N,N-gumetTnndopmammaa B 100 mn aueToHa Harpe-Banm B TeyeHue 35
4y go 75°. MNocne oxnaxaeHus pacTBop BblmBanu B 150 mMn BoAdbl 1 ABaXdbl 9KCT-parupoBan COOTBETCTBEHHO
rnopumamu no 200 mn ammnaudetata. CoeguHeHHble opraHndeckne dasbl MPOMbIBANM MO OAHOMY pasy
cootBeTcTBEHHO 100 Mn Boabl M 100 MN HacbILWEHHOrO pacTBopa Xfopuaa Ha-Tpus, CyWUMM Hag CyfbdaTtoMm
MarHMs W KOHLEeHTpupoBarm pacTBop B Bakyyme. Cblpo MpOAYKT O4MLWA-NM MOCPEACTBOM  KOMOHOYHOM
xpomatorpadum Ha curmkarene (rekcan/atmnauetar 3:1). B pesymbtate nonydarm 9,45 1 (81%) 6-
LMKINO NEeHTOKCK-1-MHOaHOHa B BuAe Macra OpaHXeBOro LBeTa, KOTOpoe Herno-CpeACTBEHHO MCrofib30Banm B
nocneayoLlien
peakuuu.

6) Pacteop 9,45 r (43,7 mMMons) 6-uuknoneHT-okeu-1-mHgaroHa, 9,0 mn (105 mmonen) 3-6yteH-2-ona n 100
Mr n-Tonyoncynbgokmcrotsl B 100 mn 2,2-guMeTokcunponaHa KUnaTuim ¢ o6paTHbIM  XONo-AUMbHUKOM B
TeyeHne 63 4 B BogooTAenMTene, 3a-MOfHEHHOM MonekynsipHbiM cutom (0,4 HM, rpaHynsl 2 Mm). 3atem
peakuMOHHYI0 CMeCb KOHLUEHTpMpOBarM B BaKyyme, MOCfie Yero ouvwanM rocpeacTBOM — KOJO-HOYHOM
Xpomatorpadum Ha cunukarene (rek-caH/guaTunosbln acdup 6:1). B pedynbtarte nonyvamm 8,1 r (69%) (RS)-2-(2-
6yTeH-1-nn)-6-umnknoneHToKcK-1-MHAaHOHa B BuAe XenToro macna.

B) Yepes oxnaxadeHHbli go -70° pactBop 8,1 r (29,9 mmonen) (RS)-2-(2-6yTeH-1-un)-6-LMKINoneHT-okcK-1-
wHoaHoHa B 150 mn Ge3BogHoro awxnopme-taHa u 30 mn 6e3BogHOro MeTaHona nponyckanmm npwu
rnepemMeLBaHn B TedeHne 60 MuH NOTok o3oHa (1,5 r o3oHa/yac). 3atem pacTBOp NMpoAdyBanu B Teye-Hue 5 MuH
kucnopogom u B TeyeHnue 10 MuH apro-Hom. [locne gobaskm 3,29 mn (44,9 mmons) aume-tuncynbduaa
nepemewwBan B TevyeHve 21 4 nNpu KOMHaTHOW Temnepatype. PeakuMOHHyI0 CMeCb yma-pvBanM B Bakyyme,
ocTatok obpabateiBarm 75 mn guxnopmeTtaHa u nocne gobaeku 12,5 mn Bogbl 1 12,5 mMn TpudTOpPYKCYCHOM
KMCIOTbl MepemeLuBanv B TedeHne 5 4 npu koMmHaTHOM TemnepaTtype. 3ateM cmech BblvBanm B 150 mn Bogbl 1
npy nepemMeLmBaHun HewTpanusoBarm, ob6aBnss C MOMOLWbIO LWNa-Tens rugpokapboHat Hatpusa. 3aTeM
pobasnanu ewe 50 mn BoAbl, pasdensnu dasel M BOAHYIO (ha3dy ABa-XObl 3KCTparMpoBanM COOTBETCTBEHHO
nopumsmu no 150 mn guxnopmeTtaHa. CoeanHeHHble opraHndeckve dasbl CylmnM Hag cynbdatoMm MarHus u
KOHLeHTpW-poBarm B Bakyyme. B pesynbtate nonyuyamm 5,63 r (73%) (RS)-2-(2-okcoatvn)-6-LukroneHTokcK-1-
WHOa-HOHa B BUAEe Macra opaHXeBoro LBeTa.

r) Pacteop 2,58 r (10 mmonen) (RS)-2-(2-okco-amwn)-6-umknoneHTokeu-1-nHgaHoHa n 80 mr n-tony-
oncynbdokmcnoTsl B 70 Mn 6€3B0A4HOMO Tofyora Ha-rpesany B Bogootaenurene. B kunawmii pacteop B TedeHve
5 mMuH no kannam gobasnsamm pacteop 3,0 r (40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BoAHOMO
Tonyona. 3aTemM npodosKanm KunaTUTb eLle B TeveHue 45 MyH, npudeM o6bem pacTBopuTens cokpaiwamm go 20
mn. OxnaxAeHHylo peakuMOHHYI0 CMeCb OYMLLANM MOCPEeACTBOM KOJIOHOYHOW Xpo-maTtorpaduu Ha cunvkarerse
(auatunoebin adup/rekcaH 7:3). B pesymbtate nonysarm 1,44 r (48%) (RS)-1-(7-umknoneHtokcu-1,4-
avrngpovHaeHo-[1,2-blnmppon-1-un)-nponaH-2-ona B Buae 0negHo-Xenroro macna.

n) B oxnaxpaeHHbin go 0° pacteop 1,44 r (4,8 mmons) (RS)-1-(7-umknoneHTokcu-1,4-gurngpo-mHaeHo[1,2-
blmppon-1-un)-nponan-2-ona n 2,66 mn (19,3 mMmonen) TpuaTunammHa B 55 mn guxnopmeTa-Ha npu
nepemewvBaHum pobaenanm no kamnam 0,75 mn (9,6 MMonen) meTaHcynbdoHUNXMopuaa M MpoAosbkanm
nepemewvBatb B TedyeHne 1,5 4 npu 3ToM Temnepatype. 3aTeM peakuUoHHyl cmechb pas-b6aensanu 100 mn
avxrnopmeTaHa, ABaXAbl MNPOMbIBarM COOTBETCTBEHHO mMopuusamu no 70 MmN HacblLWeHHOro pacTeopa
rmgpokapboHaTta HaTpusi M coefduHeHHble BOAHble dasbl OAMH pa3 JKCTparvpoBamM C Mo-mouwpto 70 mn
anxnopmeTaHa. CoeguHeHHble opra-Hudeckve dasbl npombiBanm 100 Mn HacblLWeHHOro pacTBopa Xxropuaa
HaTpus, CyWUMMM Hag cyrnbdaroM mMarHusi U yrnapvsanu B Bakyyme. [onydyeHHoe 3erie-Hoe Macro pacTBOpsiv B
30 mn 6e3BogHoro aume-Tundopmamuaa, obpabateisanu 0,62 r (9,6 MMornen) asuga HaTpUs U PeakUMOHHY0
CMECb HarpeBarnv npu nepemelumBaHum B TeveHne 16 4 go 60°. MNocne ox-naxaeHns pacteop Bblmeanu B 100
M BOAbl M ABa-KAbl 3KCTPArnposanu cOOTBeTCTBeHHO nopumsmu no 100 mn atunauetata. CoeAnHeHHble
opraHuyeckue dasbl NPOMbIBarM No 04HOMY pasy cooTBeTCTBEHHO 70 Mn BoAbl 1 70 MN HaCbILLEHHOTO pacTBopa
Xropu-ga HaTpusi, CYLUMIM Hag Cyfbdatom MarHust U KOH-LeHTpMpoBamn pacTBop B Bakyyme. [onyveHHoe Ko-
pv4YHEBOE Macrio ouuULanM nocpeacTBOM KONIOHOY-HOWM XpoMaTtorpadum Ha cunvkarene (aTunaue-tar/rekcad 1:4).
B pesynmbtate nomyyanu 1,27 r (82%) (RS)-1-(2-asugonponumn)-7-uuknoneHTokcu-1,4-gurn-gponHaeHo[1,2-
blnmppona B Buae crerka xenroBaToro TBepPAOro BeLLECTBa, KOTOPOE HENoCPeACTBEHHO MCMOMb30oBanv B
nocrneaytoLlen peakumm.

e) 1,27 r (393 wmmonda) (RS)-1-(2-asugonponmn)-7-uuknoneHTokeu-1,4-gurngpounHaeHo[1,2-b]imppo-na,
pacTBopeHHoro B 75 mn 6e3BoAHOro aTaHona, rmapmMpoBany B NpucyTcTBum 125 Mr okucy nnatnHbl B TedeHue 16
Y. 3aTeM OTUMBLTPOBLIBANM OT KaTa-nM3aTopa, NMPOMbIBarM 3TAHONOM W pacTBOpUTENb OTIOHAMM B BakyyMme.
MonyyeHHoe macmno, crnerka OK-palleHHoe B KpacHbIA LBeT, pactBopsinm B 80 mn 6e3BOAHOr0 AMITUIIOBOMO
achupa, unbTpoBarM M Mpu nepemewmBaHum obpabateiBanm pactesopom 198 mr (1,7 mmonsi) cymapoBoi
kucnoTel B 20 mn meTaHomna. 3aTeM nepeMeluvBany B TedeHne 17 4 npu KOMHaTHOW Temneparype, nocrne 4ero
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0TUMbT-POBLIBaNM KpUCTansbl, Crierka okpalleHHble B po30-Bbll LBeT. B pesynbTate nonyydanm 926 mr (80%)
dymapata (RS)-2-(7-umknoneHtokcun-1,4-aurngpounH-geHo[1,2-b]jmmppon-1-un)-1-memmnatunamuHa (1:0,5) ¢ 1.nn.
196-198°.

Mpumep 47

a) B oxnmaxaeHHbln go 0° pactBop 12,0 r (81 mMorb) 6-rvupgpokcu-1-uHgaHoHa n 45,2 mn (162 mmons)
TpuatMnammHa B 350 mn guxrnopmeTtaHa npu nepemMelumBaHun gobasnany no kamnam 12,6 mn (162 mmons)
MeTaHCyNbOoHUNXIopUaa 1 Npogospkamv nepemelumsaTs ele B TedyeHne 1,5 4 npu aton Temneparype. 3aTteM
peakuMoHHyl0 cmecb pasbasnanm 200 mn guxnopmeTaHa, ABax4bl MPOMbIBanM COOTBETCTBEHHO MOPUMAMM MO
150 Mn HacbiWweHHOro pactBopa rugpokapboHata HaTpus W coeduHeHHble BoAHble hasbl oauH pas
akcTparvpoBanm ¢ nomoupto 100 mn guxnopmeTaHa. CoeauHeHHble opraHuyeckve dasbl nmpombeiBanm 200 mn
HacbIWEeHHOro pacTeopa Xfiopuga HaTpws, CyWMnW Hag cynbdartoM MarHus M ynapueanu B Bakyyme. B
pesynbTate nosnyyanu 18,3 r (99%) 6-me3nnokcu-1-nHgaHoOHa B BUAE KO-PUYHEBOro TBEPOOro BelecTBa, KoTopoe
HernocpeaCcTBEHHO MUCMOb30Bav B NMOCIeAYHOLLEN peaKkLmi.

6) Pacteop 18,5 r (80,9 mmonen) 6-me3nnokcu-1-mnHgaHoHa, 16,7 mn (194 mmons) 3-6yteH-2-ona n 300 mr n-
TonyoncynbgokucnoTsl B 400 Mn 2,2-An-MeToOKCUNponaHa KAMNATUM ¢ 06paTHbIM XOSOAMITbEHUKOM B TeYeHue 46 4
B BOOOOTAENMTENE, 3ano/IHEHHOM MOINEKYNnApHbIM cuTtom (0,4 HM, rpaHynbl 2 Mm). 3aTemM peakuMOHHYI0 CMeChb
KOHLEHTPMpOBaMM B BakyymMe M OuulanM MOCPeACTBOM KOMOHOYHOM XxpomaTtorpadumM Ha cunvkarene
(rekcan/oTvnaueTat 4:1). B pesynbTate Hapsagy ¢ 8,31 r agykra nonydanu 11,3 r (50%) (RS)-2-(2-6yTen-1-un)-6-
Me3urnokcu-1-mHgaHoHa B BUAE XeToro Macrna.

B) Yepes oxmaxpgeHHbin go -70° pacteop 11,3 r (40,3 mmonen) (RS)-2-(2-6yTeH-2-un)-6-me3urnokcn-1-
wHgaHoHa B 300 mn 6essogHoro auxiiopmeTaHa M 60 mMn 6e3BogHOro MeTaHona npu nepemeLLMBaHum
nponyckanM B TeyeHne 55 MWH noTok o30Ha (2 r 030-Ha/vac). 3aTtem pacTBop NpoAdyBanun B TeYyeHue 5 MuH
kmcnopogom u B TeyeHune 10 muH aproHom. locne pgobaskm 4,51 mn (61,5 mmons) gumeTuncynbduga
nepemewwvBan B TeveHve 15 4 npu KOMHaTHOW TeM-mepaTtype. PeakunoHHylo cmecb ynapvBanu B Bakyyme,
ocTatok obpabatbiBarm 250 mn amxnopmeTtaHa u nocne fob6aekvu 25 mn Boabl M 25 MmN TPUTOPYKCYC-HOM
KMCIOTbl MepemMeLuBanv B TedeHne 4 4 npu koMHaTHOM Temnepartype. 3ateM cmech BblvBanm B 200 mn Bogbl 1
npy nepemMeLBaHuN HewTpanusoBa-nu, [obaBnas C MOMOLBIO LWnaTens rugpokapboHaT Hatpusa. 3aTeM
pobasnanm ewe 50 mn Boabl, pasge-nanu dasbl M BOAHYHO hasdy ABaKAbl IKCTPArMpoBanM COOTBETCTBEHHO
nopumsmu no 200 mn amxnopmeTta-Ha. CoeanHeHHble opraHuyeckve dasbl CylmMnM Hag cynbdatoM MarHus u
KOHUeHTpupoBamim B Bakyyme. B pesynbtate nonydyamm 9,38 r (85%) (RS)-2-(2-okcoaTtun)-6-me3nnokcu-1-
WHOaHOHa B BMAE Crierka okpalleHHOro B KOPMYHEBBIN LiBET TBEpAOro BellecT-Ba ¢ T.nn. 85-87°.

r) PactBop 231 r (859 wmwmonen) (RS)-2-(2-okcoatun)-6-mesunokcn-1-uHgaHoHa n 110 wmr -
Tonyoncynbdokmcnotel B 70 mn 6e3BO4HOrO ToMyona HarpeBanu B BogooThAenutene. B kunawwmii pactsop B
TeyeHne 5 MuH Mo kannam gobasnamm pacteop 2,58 r (34,4 mmonsa) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyorna. 3aTeM MPOAOSPKanM KMNATUTbL elle B TeveHve 45 MuH, mpudem obbem pacTBopuTens
cokpawiamm go 20 mn. OxfaXAeHHyl peakUMOH-Hyl0 CMeCb OuuwanyM MocpeACcTBOM  KOMIOHOYHOM  Xpo-
martorpacum Ha cunvkarene (aTunauetat/rekcaH 2:3). B pesynbtate nonydarmm 0,74 r (28%) (RS)-1-(7-
mMe3urnokcu-1,4-gurugpounHaeHo[1,2-blrmppon-1-un)-nponaH-2-ona B BMAE TBEPAOrO BELUECTBA KOPUYHE-BATOro
LBeTa, KOTOpoe HenocpeACTBEHHO MCMOMb30Barv B NocneayoLen peakumu.

n) B oxmaxpgeHHein go 0° pacteop 0,72 r (2,38 mmons) (RS)-1-(7-me3unoken-1,4-gurngponH-geHo[1,2-
blmppon-1-un)-nponan-2-oma n 1,33 mn (9,53 wmmonen) TpuatmnammHa B 30 MmN guxnopMmeTaHa npu
nepemewvBaHmn pobasnanm no kannam 0,37 mn (4,77 mmornsa) meTaHCynb(OHUXIopuaa M Npogospkanm
nepemelwmBaTtb ele B TedeHvne 1,5 4 npu aTon Temnepartype. 3aTeM peakuMoHHyto cMecb pasbasnsmm 100 mn
avxnopmeTaHa, ABaXAbl MPO-MblBamMM COOTBETCTBEHHO rnopumsMu Mo 70 Mm  Hacbl-WEeHHOro pacTeopa
rmgpokapboHata HaTpusi M CO-eOMHEHHble BOAHble (hasbl OOWMH pa3 JKcTparMpoBariM € momowpko 70 mn
anxnopmeTaHa. CoefvHeHHble op-raHndeckue dasbl MpombiBarM 70 MN HacbIWEHHOro pacTBopa Xropuaa
HaTpus, CyWUMMM Hag cynbdaroM MarHust 1 yrnapveanu B Bakyyme. [lonydyeHHoe 3erie-Hoe Macro pacTBOpsiiv B
30 mn 6e3BogHoro aumme-tTundopmamuga, obpabateiBanu 0,62 r (4,77 MMons) asvga HaTpUs U peakuMOHHYo
CMeCb Npu nepemMeLLBaHuM HarpeBanu B TedeHue 16 4 go 60°. MNocne oxnaxaeHust pacTeop Bbimmearm B 70 mn
BOAbl W [OBaXObl 9KCTpParMpoBarM COOTBETCTBEHHO ropumsmMu no 70 mn atvnauetata. CoeAnHeHHble
opraHuyeckve dasbl Mo 04HOMY pa3y MPOMbIBanM cooTBeTCTBEHHO 70 Mn BoAbl 1 70 MN HaCbILLEHHOTO pacTBopa
Xropu-ga HaTpusi, CYLUIMNM Hag CyfbdaTtomMm MarHus U KOH-LeHTpMpoBamu pacTBop B Bakyyme. [onydeHHoe Ko-
py4YHEBOE Macrio ouuLanM nocpeacTBOM KONIOHOY-HOWM XpoMaTtorpadum Ha cunvkarene (aTunaue-tar/rekcaH 1:4).
B pesynbTtarte nonyyamm 0,68 r (86%) (RS)-1-(2-a3ngonponun)-7-me3sunokcu-1,4-aurngpo-mHaeHo[1,2-b]imppona
B BMOe cCrierka OKpaleHHOro B >KenToBaTblii UBeT TBepOoro BelecTBa, KOTOpoe He-MoCpeACTBEHHO
UCMonb30Banu B nocreyoLen pe-akumm.

e) 0,66 r (2,0 mmonsa) (RS)-1-(2-asumonponun)-7-me3unokcu-1,4-gurngponHaeHo[1,2-blnppona, pac-
TBOpeHHoro B 30 mn 6e3BOA4HOrO aTaHONa, rMapMPO-Barm B NMPUCYTCTBUM 66 Mr OKUCK MnaTuHbl B TeYeHue 4 u.
3atemM oT(unbTpOBLIBAMM OT KaTanmM3aTopa, NPOMbIBany 3TaHONIOM M pacTBOpUTENb OTFOHSANM B Bakyyme.
MonyyeHHOe Macrno kopu4HeBaToro LuBeTa pacTBopsinm B 50 mn 6e3B0AHOr0 AM3aTMIOBOro adu-pa, urbTpoBanm
n obpabaTtbiBany npu nepemeLmsaHim pactesopom 116 mr (1,0 mmonb) pymapoBon kucnotel B 10 mn meTaHona.
3atem nepemelumBanm B TedeHne 17 4 npy KOMHaTHOWM TemnepaTtype, nocre Yero oTdunbTPOBbIBaNM KpUcTansibl,
crerka okpa-lieHHble B po30Bbil UBeT. B pesynbtate nonyyanu 400 mr (55%) dymapara (RS)-2-(7-me3nnokcn-
1,4-gyrugpouvHaeHo(1,2-b]imppon-1-un)-1-metunatun-amuna (1:0,5) ¢ T.nn. 201°.

Mpumep 48

a) B oxnaxpgeHHbin go -70° pacteop 3,24 r (20,0 mmonen) 5-metokcu-1-uHgaHoHa B 350 mn 6es3-BogHoro
TeTparngpodypaHa npu nepemeLlmBaHum obaenanu no KannsMm pacTteop fmtuigumusonpormn-amuga B 60 mn
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6e3B0HOrO TeTparngpodypaHa, CBEXenpuroToBneHHbIn n3 4,25 mn (30,0 mmonein) gumnsonponunamvHa n 18,7
mn (30,0 mmonen) 1,6H H-6yTmnmmua B rekcaHe. 3atem npoformkanv nepe-MelmBaTh elle B TeyeHne 45 MuH
npu 3ToN Temne-paTtype, nocne 4yero B TeveHve 15 mMuH gobasnamm no kamnam pacteop 1,6 mn (20,0 mmonen)
xrnopaueToHa B 60 mn 6e3BogHoro teTparugpodypaHa. PeakuuoH-Ho cmecn B TedeHne 100 MUH Janu ocTbiTh
[0 KOM-HaTHOW TemnepaTypbl M NPOAOIKanM nepeMewmBaTh elwe B TedeHre 45 MuH npu aTon Temneparype. 3a-
TEM peakuMoHHYl0 CMechb BblmvBanu Ha 150 mn nbaa, gobaenanm 150 mMn HacbIWEHHOro pacTeopa Xropuaa
HaTpus W OTAEensAnu opraHudeckylo asy. BogHyto dasy oavH pas akcTparvpoBanm ¢ nomousio 400 mn
AnaTMOBOro admpa, coeanHeHHble opraHuyeckue dasel OAuH pa3 npombiBarmv 100 Mn HackIWeHHOro pacTeopa
Xropuvga HaTpus, CyLIMnM Hag cynbdaTtom MarHus U KOHLEHTpMpoBanM B Bakyyme. [onyyeHHoe kpacHoe Macro
oyvWanu MocpeacTBOM KOMOHOYHOM Xpomatorpacdum Ha cunukarene (rekcad/omatunosbin acup 3:7). B
pesynbTate nonydyamm 1,67 T Cblporo npoAykrta, KOTOPbIA MEpeKpUCTannu3oBbiBamM W3  AWM-3TUIIOBOIO
acpupal/rekcana. MNMocne kpuctannudauyum nonyyanu 1,21 r (56%) (RS)-5-meTokcn-2-(2-okconponun)-1-mHgaHoHa B
BWE >XerToBaToro TBep-4oro BelecTsa, T.nm. 73°.

6) PactBop 1.2 r (5,5 mmonewn) (RS)-5-meTokcu-2-(2-okconponumn)-1-uHgaHoHa n 60 Mr n-Tonyoncynbe-
dokmcrnoTbl B 70 mn 6e3BO4HOMO ToMyosa HarpeBanu B BogooTaermtene. B kunawmm pactBop B Te4eHne 5 MuH
pobasnanu no kannsam pacteop 1,65 r (22,0 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoro tonyona.
3atem npogorpkamm kunatutb ewe B TedeHne 90 MuH, npuyem obbem pacTBoputens cokpawamm go 20 mn.
OxnaxgeHHyl0 peakuMOH-HYI0 CMeCb O4MLany rnocpeacTBOM KOMOHOYHOM Xpo-maTtorpadmm Ha cunukarerne
(amatunoeein adwmp/rekcaH 7:3). B pesymbtate nonysamm 1,17 r (82%) (RS)-1-(6-meTokcu-2-metun-1,4-
avruapovHge-Ho[1,2-blrmppon-1-un)-nponaH-2-oria B BWOE >KEMTOro TBepAoro BewlectBa, KoTopoe 6e3
AanbHenwen ne-pekpucTanmsaumm UCnosnb30Banv B nocrneayoLei peakumm.

B) B oxnaxaeHHbIi go 0° pacteop 1,16 r (4,51 mmons) (RS)-1-(6-meTokcn-2-meTuin-1,4-gurng-ponHaeHo[1,2-
b]-nuppon-1-un)-nponan-2-oma un 2,5mn (18,0 mmonen) TpuatunamuHa B 50 Mn  Agu-xnopmeTtaHa npu
nepemewvBaHum pobaenanu no ka-nnam 0,7 mn (9,0 mMmonei) meTaHCcynbOHWNXIIOpW-4a M NpOAOoITKanm
rnepemMelwBaTtb elle B TeyeHue 1,54 npu aTon Temnepatype. 3aTemM peakuMoHHyt0 cmecb pa3basnamm 100 mn
AvxropMeTaHa, ABaxAbl MPOMbIBalM COOTBETCTBEHHO mMopuusamMM no 60 M HacblWeEHHOro pacTBopa
rmgpokapboHata HaTpust M coefuHeHHble BoAHble hasbl OAWH pas JKCTparvpo-sarm € mnomowpio 60 mn
avnxnopmeTaHa. CoeaunHeH-Hble opraHudeckue asbl npombiBarm 70 MM Hacbl-LIEHHOro pacTBopa xropuaa
HaTpus, CYLUMNM Hag cyrbdaTtom marHust u ynapveanu B Bakyyme. Nony-4eHHoe KOpMYHeBoe Macno pacTBOpsim
B 40 mn 6e3-BogHoro gumeTtundgopmamumaa, obpadatsisarm 0,58 r (9,0 mmMonen) asuga HaTpust U pPeakLMOHHY0
CMeCb Npu nNepemMeLLBaHuM HarpeBanu B TedeHne 16 4 go 80°. MNocne oxnaxaeHust pacTBop Bbimmeam B 70 mn
BOAbl M ABaxAbl 9SKCTparMpoBamM cooTBeTCTBeHHO rnopumsmu no 100 mn ammnauetata. CoeanHeHHble
opraHuyeckve gasbl NPOMbIBanM no 04HOMY pa3dy cooTBeTCTBEHHO 70 mMn BoAbl U 70 M HaCbILLEHHOrO pacTeopa
Xropvga HaTtpws, CyWwuimM Hag cynbdaToM MarHuWsi U KOHUEHTpMpOBanu pactBop B Bakyyme. [lo-nyyeHHoe
KOPUYHEBOE Macro OYMLLanM NOCPeaCcTBOM KOMOHOYHOW XpoMaTtorpadum Ha cunukarene (Tony-on). B pesynbTtate
nonyyanu 0,86 r (68%) (RS)-1-(2-a3ugonpomnnn)-6-meTokeu-2-metun-1,4-gurugpomnHae-Ho[1,2-bjrimppona B Buae
XenToro macna.

r) 0,85 r (3,01 mmons) (RS)-1-(2-asmponponun)-6-meTokcn-2-meTnn-1,4-gurngpounHgeHo[1,2-blnmppo-na,
pactBopeHHoro B 50 mn 6e3B04HOMO dTaHoNa, rMapMpoBany B NpUCyTCTBMK 85 Mr OKACK MnaTuHbl B TedeHne 17 u.
3atemM OTUMLTPOBLIBANM OT KaTanu-3atopa, NPOMbIBanM 3TaHOJSIOM W pacTBOPUTENb OT-TOHSANM B Bakyyme.
MonyyeHHoe macno xentoBaToro useTa pactsopsinm B 70 mn 6e3B0AHOIO AMATMIOBOrO adwmpa, PunbTpoBanm u
npu nepemMeLumMBaHnn obpa-6atbiBany pacteopom 175 mr (1,51 mmons) pymapo-Bow kucnoTel B 15 Mmn meTaHona.
3atem nepemewvBanu B TeuyeHve 19 4 npu KOMHaTHOM TemnepaTtype W OTdUNbTPOBbIBanM GernosaTtblie
Kpuctanmel. B pe-symbtate nomyvsarm 779 wmr (82%) dymapara (RS)-2-(6-meTokcu-2-metun-1,4-
avrngpovnaeHo[1,2-bjnmp-pon-1-un)-1-metunatunamuna (1:0,5) ¢ T.nn. 218°.

Mpumep 49

a) Pacteop 12,3 r (61,2 mmons) 5,6-amxnop-1-nHgaHoHa, 12,6 mn (0,15 mons) 3-6yteH-2-ona u 125 mr n-
TonyoncynbgokMcrnoTel B 125 mn 2,2-gu-meToKcunponaHa Kunatuim ¢ 00patHbIM XOJoAMMbHUKOM B TeYeHue 68 Y
B BOAOOTAENMTENE, 3anosi-HEHHOM MoseKynapHbiM cutoM (0,4 HM, rpaHynbl 2 MM). 3aTeM peakLUOoHHY0 CMeChb
KOHLUEHTpVpOBami B BakyymMe MW O4ulanm MocpeACTBOM KOMOHOYHOM Xxpomartorpadum Ha cunvkarerse
(rekcaH/gnaTtvnoBbli adup 4:1). B pesynbTate Hapsgy ¢ 4,3 r agykta no-nydanm 10,8 r (69%) (RS)-2-(2-6yteH-1-
un)-5,6-guxnop-1-nHgaHoHa B BUAE XeNToro macna.

6) Yepes oxnaxpaeHHbit oo -70° pacteop 10,8 r (42,4 mmons) (RS)-2-(2-6yTeH-1-un)-5,6-guxnop-1-nHgaHoHa
B 150 mn 6e3ogHoro guxrnopmeTtaHa u 30 mn 6e3BOOHOrO MeTaHona Mpu MepeMeLluvMBaHuKM Nporyckanm B
TeyeHue 45 MuH noTok o30Ha (3,5 r o3oHa/yac). 3aTem pacTBop MpoAyBanM B TeYeHWe 5 MUH KMCIopodoM 1 B
TeyeHue 10 muH aproHom. lNMocne gobasku 4,66 mn (63,6 MMonsl) AMMeTUI-Cynburaa nepemMeLLnBany B Te4eHve
3 4 Mpu KOM-HaTHOM TemnepaTtype. PeakumMoHHyI0 CMecb ynapu-Bamm B Bakyyme, octatok obpabatbiBarm 150 mn
An-xnopmMeTaHa u nocne go6asku 20 mn Bogpl U 20 M TPUDTOPYKCYCHOM KUCIOTLI NepemMeLunBany B Teye-Hue 3
4 MpuM KOMHaTHOM Temnepartype. 3atem cmecb BbiivBanu B 100 Mn BOAbl W MpU nepemMeLuvBaHun
HenTpamusosanu, 4o6aBnss ¢ NOMOLULIO Wwnatens rugpokapboHat HaTtpus. MNMocne atoro gobasnanm ewe 50 mn
BOAbl, pa3gensnu casel n BogHylo a3y ABaKAbl 3KCTParMpoBanM COOTBETCTBEHHO nopumsmMu no 100 mn
avxnopmeTaHa. CoeduHeHHble opraHndeckve asbl Cylwmnu Hag CyfnbdatoM MarHus U KOH-LeHTpUpoBanm B
Bakyyme. B pesynbTarte nonydanu 11,6 r cbiporo NpoAykTa, KOTOPbIN KpUCTanmMsoBanm 13 rekcaHa/atunawdeTara.
Mocne kpuctannudauum nonyyamm 7,59 r (73%) (RS)-2-(2-okcoatun)-5,6-anxnop-1-mHgaHoHa B Buae TBEpOOro
BellecTBa XenroBaToro useTa ¢ T.nn. 93-96°.

B) PactBop 2,0 r (8,23 mmonen) (RS)-2-(2-okcoatun)-5,6-gmxnop-1-uHgaHoHa wn 70 wmr n-Ttonyon-
cynbdokucnoTel B 70 mn 6€3BoAHOIO Tonyona Ha-rpesanu B BogooTaenutene. B kmunswmii pactBop B TeveHve 5



41316

MUH gobaenamm no kanmsm pacteop 2,47 1 (32,9 mmonsd) (RS)-1-amuHo-2-nponarona B 20 mn 6e3BogHoro
Tonyona. 3atem Npodosmkanm KUnaTuTb elle B TeyeHue 45 MuH, npudem ob6bem pacTBoputend cokpaamm ao 20
M. OxnaxaeHHylo peakLMOHHY0 CMeCb OYMLLAnM NMocpeaCcTBOM KOFIOHOYHOMW XpO-maTtorpadum Ha cunuvkarerne
(amatunosein  acpup/rekcaH 4:1). B pesymbtate nonysarm 0,62 r (27%) (RS)-1-(6,7-guxnop-1,4-
avrmapovHaeHo[1,2-bjnmppon-1-un)-nponaH-2-ona B BUAE KOPUYHEBOIO Macna.

r) B oxnaxaeHHbin go 0° pacteop 0,6 r (2,12 mmons) (RS)-1-(6,7-guxnop-1,4-gurngpouHae-Ho[1,2-b]imppor-
1-vn)-nponan-2-ona 1 1,18 mn (8,5 Mmonen) TpuatunamumHa B 30 mn guxropMeTaHa Mpu nepeMeLuvBaHun
pobaenanm no kannam 0,33 mn (4,25 mmornst) MeTaHCy b oHUMXIopMAa U NPOAON-Kan nepemMeLInBaTs eLle B
TeyeHue 1,5 4 Mpu aTon Temnepatype. 3aTteM peakuMOHHYI0 cMecb pasbaenanu 50 mn guxnopmeTaHa, ABaxabl
NPOMbIBarM CO-OTBETCTBEHHO mopuuamMyu no 70 MM HacblLWEHHOro pacTBopa rugpokapboHata Hatpus K
coevHeHHble BOAHble hasbl OOWMH pa3 JKcTparMpoBanm C nomouwpio 70 mn guxnopmeTtaHa. CoeAuHeHHble
opraHudeckve dasbl npombiBanM 70 MM HacblLWEHHOro pacTBopa Xfopuga HaTtpusi, CyWWM Hag cylbdaTtom
MarHMs 1 ynapuBanuM B Bakyyme. [lonydyeHHoe KkopuyHeBOoe Macro pacteopsim B 50 mMn 6e3BogHoro
anmeTundgopmammaa, obpabarteiBarm 275 mr (4,24 Mmornsl) asuga HaTpust M PeakuMOHHYKD CMecb Mpw
nepemMeLlBaHuM HarpeBamm B TeveHne 17 4 go 60°. Mocne oxnaxaeHus pacTBop BbifmBanv B 60 mn Boapl v
TPW>KAbl KCTParmpoBan cooTBeTCTBEHHO nopumsamun no 90 mn aTunaueTara. CoeamHeHHble opraHuyeckue dasbl
npoMbIBarM Mo OJHOMY pa3y cooTBeTCTBEHHO 70 Mn BoAbl M 70 MN HacbILWEHHOTO pacTBOpa XJiopwu-ga HaTpus,
cywmnu Hag cynbdartoM MarHusi U KOH-LeHTpUpoBarm pactBop B Bakyyme. [MofydyeHHoe KO-puyHeBOe Macrio
oyuLLany NoCpeAcTBOM KOSIOHOYHOM XpomaTtorpadmm Ha cunukarene (tonyon). B pe-synbTate nomyyvanu 0,45 r
(69%) (RS)-1-(2-a3npo-nponmn)-6,7-auxnop-1,4-gurngponHaeHo[1,2-bJnmp-pona B Buge 6ecuseTHoro macna.

a) 044 r (143 wmmonsa) (RS)-1-(2-asngonponun)-6,7-guxnop-1,4-gurmgpounHaeHo[1,2-b]jnmppona, pac-
TBOpeHHoro B 30 mn 6e3BoAgHOro aTaHona, rmapupo-Barm B NPUCYTCTBUM 45 Mr OKUCK MnaTuHbl B TeYeHue 3 u.
3atem OTWNLTPOBLIBAIM OT KaTanmmM3aTopa, NPOMbIBany 3TaHOSIOM W pacTBOpUTENb OTIOHSANM B Bakyyme.
MonyueHHoe GecuBeTHoe Macno pacteopsinim B 30 mn 6e3BogHOrO AUSTUNOBOro admpa, unbTpoBany U npu
nepemMelmBaHun obpabateiBanm pactsopom 83 mr (0,72 mMMonisi) doymapoBoW Ku-croTel B 5 Mn MeTaHona. 3ateM
nepemMeLBanv B TedeHve 17 4 npyu KOMHaTHOWM Temneparype, nocre 4ero otpunbTpoBbIBanM 6enble KpucTansbl.
B pe-3ynbTate nonyvanm 395 mr (81%) dymaparta (RS)-2-(6,7-guxiop-1,4-aurmngponHgeHo[1,2-blavppon-1-un)-1-
mMeTunaTunamuHa (12:0,5) c T.nn. 203°.

Mpumep 50

a) Pacteop 13,0 r (89 mmonen) 4-metun-1-nHgaHoHa, 19,2 mn (0,22 mons) 3-6yteH-2-ona n 170 mr n-
Tonyoncynbdok1crnoTel B 170 mMn 2,2-guMeToKcHUnponaHa KAMSTUnm ¢ o6patHbIM XOJ0-ANSbHAKOM B TeYeHue 46 Y
B BOJOOTAENMTENE, 3anofTHEHHOM MoreKynsapHeiM cutoM (0,4 HM, rpaHymnbl 2 MM). 3aTeM peakuMOHHY CMeChb
KOHLEHTpMpOBaMM B Bakyyme M Ouuanm MoCpPeACTBOM KOMOHOYHOM XxpomaTtorpadumM Ha cunvkarerne
(rekcaH/gnatvnoBbii acdup 5:1). B pesynbtate nonydarm 12,0 r (67%) (RS)-2-(2-6yteH-1-un)-4-metun-1-
WHOaHOHa B BMAE XeSToro macna.

0) Yepes oxnaxaeHHbii oo -70° pacteop 12,0 r (60 mmonen) (RS)-2-(2-6yteH-1-un)-4-metun-1-nHga-HoHa B
220 mn 6e3BogHOro AvxrnopmeTtaHa u 45 mn 6e3B0AHOrO MeTaHoma Mpy nepemMeLLMBaHUmn Npomnyckany B Te4eHne
90 MUH NOTOK 030Ha (3 r 03oHa/yac). 3aTeM pacTBOp NpodyBanu B TeYeHne 5 MWH KMCIo-poaoM U B TedeHne 10
MUH aproHom. Nocrne pgobaeku 6,6 mn (90 mmonen) gumeTuncynbguaa nepemMelm-sany B TeveHne 15 4 npu
KOMHaTHON TemnepaType. PeakuuwoHHyl0 cMecb ynapvBanu B Bakyyme, octatok obpabateiBanu 160 mn
aunxrnopmMeTaHa u nocne go-6aekm 20 mn oAbl M 20 M TPUTOPYKCYCHOM KUCIO-Thl NepeMeLInBani B TeYeHme 2
Y MpM KOMHaTHOW TemnepaType. 3aTtemM cMecb BbifmBarim B 200 mn Bo-gbl M MpM  MepemelumMBaHum
HenTpamusosanu, 4o6aBnss ¢ MOMOLLUBIO WnaTens rugpokapboHat HaTpus. Mocne atoro gobasnanm ewe 50 mn
BOAbl, pasgensnm dasbl U BOAHY0 a3y, ABaXAbl IKCTParMpoBarm COOTBETCTBEHHO nopumsmu no 200 mn
avxnopmeTa-Ha. CoeguHeHHble opraHuyeckme dasbl CyLMiM Hag CynbdartoM MarHus U KOHUEHTpMpoBanM B
Bakyyme. B pesynbtaTte nonyyanm 10,6 r (94%) (RS)-2-(2-okcoatvn)-4-metnn-1-nHagaHoHa B Buge macna 6nea-
HO-XeNToro useTa.

B) Pacteop 1,9 r (10,0 mmonew) (RS)-2-(2-okcoatun)-4-meTun-1-nHgaHoHa n 80 Mr n-Toflyon-CynbOKNCOThI
B 70 mn 6e3BogHOro Tonyorna Ha-rpesamv B BogooTaermrene. B kunawmn pactsop B TeyeHWe 5 MUH Mo Kannsm
pobasnanm pacteop 3,0 r (40 mmonen) (RS)-1-amuHo-2-nponarHona B 20 mn 6e3BogHoro Tomyomna. 3atem
npoJospkamM KunATUTb elwe B Teyenue 45 MuH, nmpuvyem obbem pactBoputens cokpawanu go 20 mn.
OxnaxAeHHyl0 peakuMOH-HYl0 CMeCb O4MLany nocpeacTBOM KOMOHOYHOW Xpo-maTtorpadumn Ha cunukarene
(auaTunosbin acbup/rekcaH 7:3). B pesynbtate nonyyanu 0,63 r (28%) (RS)-1-(5-metnn-1,4-gurngponHaeHo[1,2-
b]-nuppon-1-un)-nponax-2-ona B Buae 6ernoro TBepaoro BelecTBa, KOTOPoe HenoCpeACTBEHHO MCMONb30Bamm B
nocrneaytoLlen peakumm.

r) B oxnaxpaeHHbih go 0° pacteop 0,63 r (2,8 mmons) (RS)-1-(5-metun-1,4-gurnagpouHgeHo [1,2-bjrmppon-1-
un)-nponaH-2-ona u 1,6 mn (11,2 mMmonewn) TpuaTunamuHa B 25 Mn guxrnopMeTa-Ha Mpu nepeMeLunBaHum
pobaenanm no kannsm 0,44 mn (5,6 Mmonen) MeTaHcynbOHUNXIopMaa U NPoAoIPKanM nepemeLlunBaTh eLle B
TeyeHue 1,5 4 npu aTon Temnepatype. 3aTteM peakUMOHHYI0 cMecb pa3basnanu 50 mn guxnopmeTaHa, ABaX bl
MPOMbIBaM COOTBETCTBEHHO mopumsMu no 70 MmN Hacbl-LUEHHOro pacTBopa rugpokapboHata HaTpus U co-
eQVHeHHble BoAHble hasbl OOMH pa3 aKcTparvposanu ¢ nomMolbto 70 mn amxnopmetaHa. CoeauHeHHble op-
raHmyeckve dasbl NpoMbiBany 70 MN HACBILLEHHOTO pacTBopa Xfopuaa HaTpust, CYLUMNN Hag cyfbgatom marHms
n ynapveanu B Bakyyme. [lonyyeHHoe TBep-4oe BelleCTBO 3eneHoro ueTa pacteopsmm B 30 mn 6e3BogHoro
anmetundopmamuga, obpabarteisarm 0,36 r (5,6 MMoneit) asmga HaTPKsA U peakuMOHHYI0 CMeCb HarpeBanu npu
nepemeLwmBaHum B Tedenve 16 4 go 60°. lMocne oxnaxzaeHust pacteop Bbimmeanu B 80 Mn Boabl M TpwKabl
3KCTparvpoBanmM cooTBeTCT-BeHHO nopuusmu no 100 mn atvnauetata. Coedn-HeHHble oOpraHuyeckue dasbl
MpOMbIBaMM Mo OAHOMY pa3y cooTBeTCTBeHHO 70 Mn BoAbl M 70 MN Hacbl-LLEHHOTO pacTBopa Xropuaa HaTpus,
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cywmnu Hag cynbdaToM MarHus 1M KOHLEHTpUpoBarM pacTtBop B Bakyyme. [lomyyeHHOe KOpWUYHEeBOe Macsio
oyvLanu NocpeacTBOM KOMOHOYHOM XpomaTtorpadmm Ha cunu-karene (Tonyon). B pesynbtate nonyyanu 0,69 r
(98%) (RS)-1-(2-a3ugo-nponmn)-5-metn-1,4-gurng-ponHaeHo[1,2-bjrmppona B Buge macna XenroBaToro useTa.

a) 0,69 r (2,7 mmons) (RS)-1-(2-asngonpommn)-5-metnn-1,4-guruagpouHaeHo[1,2-b]jnmppona, pacTBo-peHHOro
B 30 mn 6e3BogHOro aTaHomna, ruapupoBanM B npucytcTBumM 70 Mr OKMCKM MnaTuHbl B TeveHue 3 4. 3atem
O0TUMbTPOBbLIBaNM OT KaTanuaaTtopa, MPOMbI-Bany 3TaHOMOM M OTTOHSINN PacTBOPUTENb B Bakyy-Me. [Mony4eHHoe
6ecuBeTHoe Macro pacTteopsim B 80 mn 6e3BoAHOMO AMATUIOBOrO admpa, dunbTpoBany 1 obpabatbiBamm npu
nepemewvBaHum pactsopom 157 wmr (1,35 mmons) dymaposon kucrotel B 15 Mn meTtaHona. 3aTem
rnepeMewvBanM B TevyeHve 18 4 Mpu KOMHATHOMW TemnepaTtype, nocrne 4ero OT-pubTpoBbiBarM bernbie
Kpuctannel. B pesynbtarte nonyvanm 0,34 r (44%) dymapata (RS)-2-(5-meTtun-1,4-gurngponHaeHo[1,2-bjmmppon-
1-un)-1-meTun-aTunamuia (1:0,5) ¢ T.nn. 214°.

Mpumep 51

a) Yepes oxnaxaeHHbln go -70° pacteop 10,1 r (50 mmonen) (RS)-2-(2-6yTeH-1-un)-4-xpomaHoHa B 100 mn
6e3BogHoro guxsiopmeTtaHa n 300 mn 6e3-BoAHOMO MeTaHoMa Mpu nepemeLLMBaHvumM npornyckanu B TedeHne 55
MWH MOTOK 030Ha (3 I 030Ha/yac). 3a-TeM pacTBOp NpodyBany B Te4eHne 5 MUH KUCIopogoM U B TeyeHre 15 MuH
rnepeMewwwvBanM B TeyeHue 16 4 mpu KOMHaTHOM TemnepaTtype. PeakuuoHHylo CMeCb yrnapueanum B Bakyyme,
ocTtatok Bmecte ¢ 5,621 (55 mmonen) N-aueTunatuneHgnamuHa pac-tBopsim B 100 Mn KOHLEHTPUPOBaHHOM
YKCYCHOW KM-CIOTbI Y KUMATUMM B TedeHne 45 MUH ¢ 06paTHbIM XONOAMIbHUKOM. 3aTeM peaKLMOHHYI0 CMeChb KOH-
LEeHTpMpOoBanM B BaKyymMe W OCTaToOK OYMLLanM ro-cpeicTBOM KOJIOHOYHOW Xpomartorpadun Ha curnvka-rene
(@mnaueTaT). B pesynbtate nonydyamm 5,7 r (45%) N-[2-(1,4-purmgpo[1]6eH3ommpaHo[4,3-b]mp-pon-1-un)-
awmnjaueTaMmuga B Buae KOPUYHEBOro TBEPAOro BelUecTBa, koTopoe 6e3 ganbHeWleln ne-pekpuctannmaaum
MCMOMb30Banu B nocredyoLwen peakumm.

6) Cmecb 2,5 1 (9,7 mmonen) N-[2-(1,4-gurnapo-[1]6eH3ommpaHo[4,3-b]mmppon-1-un)-atun]-auetamu-ga, 3,28
r (58 mmonew) rmgpookuncn kanmus, 20 mn Bo-Abl M 40 MN STUMEHIMMKOMA HarpeBanu Mpu nepeMeLunBaHnn B
TeueHne 23 4 go 110°. MNocne oxnaxaeHust peakuMoHHy cMecb Bbleanu B 100 Mn Hacbl-LLEHHOro pacTteBopa
Xropuvaga HaTpust U TPWXKAbl AKCT-parMpoBani cooTBeTCTBeHHO nopumsmu no 200 mn atunaueTtata. OpraHnyeckue
hasbl 0guH pa3 npo-mbiBarm 200 M HackILEHHOTO pacTBoOpa Xropuaa HaTpusi, CyLUMNY Hag cynbdaTtom marHus
W KOHUEeHTpupoBanm B Bakyyme. OCTaToK O4MLLanmM nocpeAcTBOM KOFIOHOYHOMW Xpomatorpadum Ha cunukarene
(auxnopmeTan/meTaHo n/fammuak 200:10:1). MNMony-4eHHoe Macso pacteopsinm B 110 mn 6e3BOAHOIO AN-3TUIIOBOIO
acupa, dunbTpoBarm u obpabatbiBann pactBopom 436 wmr (3,8 mMmonsi) dymapoBow kucrnoTel B 20 mn
6e3BogHOro MetaHorna. 3atem nepemewmBany B TeyeHue 18 4 mMpu KOMHaTHOW TemnepaType, rMocrie 4ero
OTUMbTPOBLIBaNM Ha Hytye Genble kpu-ctannel. B pesymbtate nonyvarm 812 mr (31%) dy-maparta 2-(1,4-
avrngpo-[1]6eH3ommpaHo[4,3-blnmp-pon-1-un)-atunamwmna (1:0,5) ¢ 1.nn. 180°.

Mpumep 52

a) PactBop 1,9 r (10,0 mmornen) (RS)-2-(2-okcoaTtun)-4-xpomaHoHa 1 80 Mr n-tonyoncynbdo-kucnotel B 70
mn 6e3BOAHOrO Toflyofia Harpesanu B BogooTaermTene. B kunawmin pactBop B TedeHvne 5 MuH gobasnsinv no
kamnam pactsop 3,0 r (40 mmo-nen) (R)-1-amuHo-2-mponiaHona B 20 mn 6e3BogHoro Tonyona. 3aTtem
npojospkamM KMATUTe ele B Tedve-Hne 35 MuH, npudem obbem pacTBopuTens cokpawamm go 20 mn.
OxnaXAeHHyl0 peakuMOHHYI0 CMeCb OuuanM nocpeacTBOM KOMOHOYHOW XpomaTtorpaduyM Ha cunukarene
(eamnaueTat/Tonyon 2:3). B pesyneTtate nonyyanun 1,9 r (83%) (R)-1-(1,4-aurnapo-[1]16eH3onmpaHo[4,3-b]mmppor-
1-vn)-nponaH-2-o5a B BUAE XXenToro Macna.

6) B oxnaxgeHHbin go 0° pacteop 1,88 r (8,2 mmonen) (R)-1-(1,4-gurngpo-[1]6eHsormmpanHo [4,3-blnuppon-1-
un)-nponaH-2-ona u 4,57 wmn (32,8 mmonsa) TpuatunammHa B 50 M 6e3BOAHOrO AMXropMeTaHa npu
nepemewmvBaHum gobaenanu no kannam 1,27 mn (16,4 Mmonen) mMeTaHCynbOHUI-XNopmuaa 1M Npoaorvkanm
nepemeLlmBaTb elle B Tede-Hue 1,5 4 npu aTon TemnepaTtype. 3aTeM peakuUoHHY cMeck pasbaBnsiim 280 mn
AnaTurnoBoro adwmpa, ABaxAbl MPOMbIBaNM COOTBETCTBEHHO mopuusmu no 70 MmN HacblWEHHOro pacTeopa
rmgpokapboHaTta Ha-TpUs U COeAuHeHHble BOAHble hasbl OAuH pa3 3JKcT-parvpoBarm € nomowbto 70 mn
anatunosoro acupa. CoeauHeHHble opraHndeckme dasbl NnpombiBany 140 MNn HackILWEHHOro pacTBopa xropuaa
HaTpwus, CYLIMAN Had cynbdaTtom MarHms 1 ynapvsamm B Ba-kyyme. [onyvyeHHoe TBepAoe BeLUeCTBO KOPUYHEBOIO
uBeTta pacteopsm B 50 mn 6e3sogHoro ammetun-cpopmamuga, obpabatbiarm 1,0 r (15,2 mmonewn) asuga
HaTpWs N peakuMOHHYI0 CMeCb HarpeBarm npu nepemeluvsaHun B TedeHne 18 4 go 60°. lMNMocne ox-naxaeHus
pacTtBop BblrmBarm B 140 mn BoAbl W ABa-XAbl 3KCTparmpoBarM COOTBETCTBEHHO nopumammu no 140 mn
anatunosoro acmpa. CoeamHeHHble opraHndeckune gasbl MPOMbIBaNM Mo o4HOMY pasy cooTBeT-cTBeHHO 100 mn
BoAbl 1 100 M HaCbILWEHHOro pac-TBOpa Xnopuaa HaTpus, CyLWMN Hag CyNbdaToM MarHMs U KOHLEHTPUpOBanm
pactBop B Bakyyme. [lo-nyyeHHoe kopuyHeBoe Macno. B pesymbtate nonyya-nu 1,67 r (80%) (S)-1-(2-
asvgonponun)-1,4-aurngpo-[1]6eH3onnpaHol4,3-b]nuppona B Buae 6ecuBeTHOro Macna.

B) 1,65 r (6,5 mmonen) (S)-1-(2-asangonponun)-1,4-gurnapo-[1]6eHsonmpaHol4,3-bjrmppona, pacTBO-peHHOro
B 60 mn 6e3BogHOro aTaHomna, ruapvpoBanm B npucyTcTBuu 170 Mr okucu nnatMHbl B TeyeHue 4 4. 3artem
OTUMbTPOBbLIBAaNM OT KaTanmsaTopa, NPOMbI-Bany 3TaHONIOM M OTTOHSINN pacTBOpuUTENb B Bakyy-Me. MonyyeHHoe
Takum nytem bBecuBeTHoe macno pacteopsim B 100 mn 6e3B04HOMO An3TUIOBOrO adupa, hunsTpoBamm n npm
nepemMelumBaHumn obpa-6aTbiBany pactsopom n3 309 mr (2,67 mmons) dy-mapoBor kucrnoTel B 20 mn MeTaHona.
3atem nepe-mewmBanu B TeveHue 18 4 npu KOMHaTHOW TemrnepaType, nocrne 4ero oTunbTpoBbIBanM Genble
Kpu-ctannel. B pesynbtate nonywarm 1,35 r (73%) dy-mapata (S)-1-(1,4-aurngpo-[1]6eH3onmpaHol4,3-b]-
nuppon-1-un)-1-metnnammnamuna (1:0,5) c 1.nn. 194-195°.

Mpumep 53

a) Pacteop 25 r (0,15 wmonsa) 5-xrnop-1-uHgaHoHa, 31 mn (0,36 monsa) 3-6yten-2-oma u 250 mr n-Tony-
oncynbdokncnoTel B 31 mMn 2,2-gumeTtokcunponaHa n 250 mn 6e3BogHOro Tonyorna KMnsatmnv B Tedenne 17 4 c
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obpaTtHbIM XonoaunbHYKOM. 3aTeM PeaKkUMOHHYI0 CMeCh KOHLEHTpMPOBanu B BakyyMe WM OYULLanv nocpeacTBOM
KONTIOHOYHON xpomaTorpadum Ha cunu-karene (rekcaH/guaTvnoBbi acpup 5:1). B pesynbtate nonyyamm 11,9 r
(36%) (RS)-2-(2-6yTeH-1-un)-5-xnop-1-nHgaHoHa B BUAE XXenToro macrna.

6) Yepes oxnaxaeHHbli go -70° pacteop 11,9 r (53,9 mmons) (RS)-2-(2-6yTteH-1-un)-5-xnop-1-nHga-HoHa B
200 mn 6e3BogHoro amxrnopmeTaHa 1 100 mn 6e3Bo4HOr0 MeTaHoIa NPOMyCcKany Npu NnepemMeLLMBaHnn B Te4eHme
60 MuH MoTok o30Ha (3 r 030-Ha/yac). 3aTtem pacTBOp NPoAyBanM B TeyeHue 5 MUH KUCIopoaoMm U B TedeHne 10
MUH aproHoM. Nocne po6aeku 5,9 mn (80,9 mmonen) gumeTtuncyneduaa nepemMelumBany B tedeHne 16 4 npu
KOMHaTHOM TemnepaTtype. PeakumoHHyld cmecb ynapvBanu B Bakyyme, ocTatok obpabatbiBarm 50 mn
AvxropMeTaHa u nocne go6askv 12 mn Boabl 1 12 mMn TpUpTOPYKCYC-HOM KACAOTEI NepemeLumBanv B TeveHue 3 4
npu KOMHaTHOM TemnepaTtype. 3atem cmech Bbimmveanv B 100 Mn BOAbI M NPpW NepeMeLLMBaHn HenTpanMsoBanu,
[obaBnsas ¢ noMoLwbto Wrnatens rugpokapboHat HaTpus. MNMocne atoro gobasnsnu ewe 100 mn BoAbl, pa3gensm
asbl 1 BoAHy0 a3y 3KCTparMpoBanM COOTBETCTBEHHO rnopumsmMu no 150 mn guxrnopmeta-Ha. CoeanHeHHble
opraHudeckve @asbl CylMnM Hag CynbdaToM MarHusi, KOHLEHTpMpOBanM B BaKyymMe W MOMy4YeHHbIN CbipOW
NPOAYKT KpUCTannM3oBanu n3 aTunauetarta/rekcaHa. B pesynbtate nonyyamm 8,98 r (80%) (RS)-2-(2-okcoatun)-
6-xrnop-1-nHaaHoHa B BU-Ae 6eroro TBepaoro BellecTsa ¢ T.nm. 66°.

B) Pacteop 2 r (9,6 mmonen) (RS)-2-(2-okco-aTun)-5-xmnop-1-uHgaHorHa n 100 mr n-tonyoncynb-pokMcnoTel B
90 mn 6e3BogHOro Tosyona HarpeBanmy B BogooTAenuTene. B kunawmi pactBop B TeveHvWe 5 MWH Mo Kanmsm
pobasnanu pacteop 2,88 r (38,3 mmonen) (RS)-1-amuHo-2-nponarHona B 20 mn G6e3sogHoro tonyona. 3atem
npojorkanm KunATUTb ele B TeyeHue 35 MuH, mpudem ob6bem pacTeopuTens cokpawanmu go 30 wmn.
OxnaxgeHHyl0 pPeakUMOHHYd CMEeChb OuuwanyM MOoCpPeACTBOM KOMIOHOYHOM Xpo-matorpacum Ha cunukarene
(amnaueTat/Tonyon 1:1). B pesyneTtate nonydanun 1,9 r (80%) (RS)-1-(6-xrnop-1,4-aurugpounHgeHo([1,2-bjmmppon-
1-vn)-npo-naH-2-ona B BUAe KOPWYHEBOrO Macrna, KoTopoe He-NocpeAcTBEHHO WCMoNb30Banv B MocreyoLlen
pe-aKumun.

r) B oxnaxageHHein go 0° pacteop 1,9 r (7,7 mmonen) (RS)-1-(6-xmop-1,4-aurngpounHgeHo [1,2-blnmppon-1-
wn)-nponax-2-ona n 4,3 mn (30,6 mmonen) TpuaTunamuHa B 60 MmN AguxropmeTta-Ha npu nepemeLLmMBaHmnmn
pobaenanm no kannam 1,2 mn (15,3 Mmonen) MeTaHcynbOoHWUNXIopmaa 1 NpoAosPKanM nepeMeLBaTtb eLle B
TeueHue 1,5 4 npu aTon Temnepatype. 3aTeM peakUMOHHy0 cMecb pasbasnamm 150 mn guxnopmeTaHa, ABax bl
MPO-MblBanM COOTBETCTBEHHO nopumsMu no 70 MM Hacbl-LWEHHOrO pacTBopa rugpokapboHata HaTpus u co-
eAVHeHHble BoAHble dhasbl OAMH pa3 aKkcTparnposarm ¢ nomolpto 70 mn gmxrnopmeTtaHa. CoeauHeHHble op-
raHmyeckve asbl npomMbiBamm 70 M HaCbILLEHHOMO pacTBopa Xopuaa HaTpuys, CYLIMW Hag CyNbdatoM MarHus
n ynapuBanu B Bakyyme. [lonyyeHHoe kopuy-HeBoe Macrno pacteopsim B 40 wmn 6essogHoro Aau-
MeTundopmamuga, obpabareiBarm 1,0 r (15,3 MMo-nen) asuga HaTpus M PEaKLMOHHYD CMEeCb Mpu nepe-
MeLuMBaHUM HarpeBarm B TedeHue 17 4 pgo 50°. lNo-crie oxnmaxaeHus pacTtBop Bbimeanu B 140 mn Boabl u
ABaxabl aKCcTparmposarnn COOTBETCTBEHHO mnopuuamy rno 140 mn Amatunosoro adupa u oavH pa3 140 mn
amnaueTaTta. CoeanHeHHble opraHuyeckue dasbl NPOMbIBaNM No 0AHOMY pasy cooTBeTcTBeHHO 140 mn BoAbl U
140 Mn HaCbILLEHHOrO pacTBOpa XJ10-puaa HaTpUs, CYLUNMKN Hag CyNbaTtom MarHus U KOHLEeHTpMpoBany pacTBop
B Bakyyme. [lonydyeHHOe KOpMYHEBOE Macrio Ou4uWanM MOCPeACTBOM KOFIOHOY-HOM Xpomatorpadum Ha
cunukarene (tonyon). B pe-symbtate nonysarm 0,8 r  (38%) (RS)-1-(2-asugonpo-nun)-6-xnop-1,4-
avrngpouvHaeHo[1,2-blinppona B BU-A4e Macna XenrosaTtoro LBeTa.

a) 0,8 r (2,9 mmons) (RS)-1-(2-a3ngonponun)-6-xnop-1,4-avrngpouHaeHo[1,2-bjnppona, pacTBOpEH-HOMo B
80 mn GesBogHoro aTaHoma, rugpvpoBanM B npucyTctBum 80 Mr OkMCM NratuHbl B TeveHve 3 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanusaTopa, NPOMbI-Bany 3TaHOSIOM M pacTBOpPUTESlb OTTOHSANM B Bakyy-Me. MonyveHHoe
becuseTHoe Macno pactBopsim B 150 Mn Ge3BogHoro AuaTunoBoro admpa, unbTpoBarM UM MpuU
nepemelmBaHum obpabareiBanm pactBopom 170 mr (1,46 mMmons) dpymapoBon kucrotel B 15 mMn meTtaHona.
3atem nepemelmBanu B TeyeHne 4 4 NpM KOMHATHOW Temnepartype, nocrie yero oT-punbTpoBbIBanM Gerble
kpuctannel. B pesynsTtate nonydanm 780 mr (87%) dymaparta (RS)-2-(6-xnop-1,4-gurngpounHgeHo[1,2-b]mmpporn-
1-un)-1-meTun-atunamumna (1:0,5) c T.nn. 212°.

Mpumep 54

a) PactBop 11,9 r (66,7 mMMonew) 7-meTokcu-4-xpomaHoHa, 13,8 mn (0,16 mons) 3-6yteH-2-ona 1 120 mr n-
TonyoncynbdokucrnoTel B 14 mn 2,2-gumeT-okcunponaHa u 120 mn 6e3Bo4HOIo Tonyorna KUnatumm B TedeHue 24
Y C obpaTHbiM XOMOAWIbHUKOM. 3a-TeM peakuMOHHYI0 CMeCb KOHUEHTpMpOBarM B BakKyymMe W O4uMLLanu
nocpeacTBOM KOMIOHOYHOW Xpomato-rpadum Ha cunvkarene (rekcan/guammnosbin acpup 4:1). B pesynbTate
nonyyanu 6,3 r (41%) (RS)-2-(2-6yTteH-1-nn)-7-meTokcu-4-xpoMaHoHa B BUAE XKenTo-ro Macna.

0) Yepes oxnaxpeHHbln o -70° pactBop 6,25 r (26,9 mmonen) (RS)-2-(2-6yteH-1-un)-7-meTokcu-4-
xpomaHoHa B 90 mn 6essogHoro guxnopmetaHa u 30 mn 6e3BogHOro MeTaHona mponyckanu npu nepe-
MelmBaHUM B TeyeHue 1 4 MOTOk o30Ha (3 r o30-Ha/yac). 3atem pacTBOp MpoAyBarmM B TeyeHue 5 MuH
Kucropodom u B TeveHue 15 muH aproHom. [lMocrne gobaskm 3 mn (40,5 mmonen) aumeTtuncynbduga ne-
pemvelLmBanu B TeyeHue 16 4 npyu KOMHaTHOWM TemnepaTtype. 3aTeM peakUVOHHY0 CMeCh yrnapuBanm B Ba-Kyyme,
ocTaTtok o6pabatsiBanu 60 mn guxnopmMeTaHa u nocrie Aobasku 15 mn Bogbl U 15 Mn TpUPTOPYK-CYCHOWM KUCTIOThI
nepemMeLLVBanv B Te4yeHne 3 4 Npu KOMHaTHOW Temnepatype. [locne aToro peakuMoHHyl0 cmech BblmBam B 100
M BOAbI M MpU MepeMelLMBaHuy HenTpanusoBanu, 4obaBnas C NMomoLwpio LWna-Tensd rmgpokapboHat HaTpus.
3atem pobaenanm ewe 70 mn Bodbl, pasgenanu asel u BogHylo a3y ABa-xAbl IKCTparnpoBanm
cooTBeTCTBEHHO mopumsammu no 100 mn gmxrnopmeTtaHa. CoeduHeHHble opraHudeckne dasbl CyWMNW Hag
CynbdaToM MarHusi U KOHLEeHTpu-poBamm B Bakyyme. B pesynmbtate nmonydamm 2,9 r (49%) 2-(2-okcoatwn)-7-
MeTOKCK-4-XxpOMaHOHa B BU-Ae XXeNToro Macna.

B) PactBop 2,38 r (10,8 wmwmonen) (RS)-2-(2-okcoaTtun)-7-meTokcu-4-xpomaHoHa n 80 mr n-tony-
oncynbdokncnoTel B 90 mn 6e3BoaHOro Tonyorna Ha-rpeeanv B BogootaenuTene. B kunawmii pactBop B TedeHne
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5 MuH no kannam gob6aenanu pacteop 3,25 r (43,2 mmons) (RS)-1-amuHo-2-mponaHona B 20 mn 6e3BogHOrO
Tonyona. 3atem nNpogormkanm KunaTuTb elle B TedeHne 35 MuH, npudemM ob6bem pacTBoputend cokpaamm go 20
M. OxnaxaeHHylo peakLMOHHY0 CMeCb OYMLLAnM NMocpeaCcTBOM KOFIOHOYHOMW XpO-maTtorpadum Ha cunuvkarerne
(@mnauetat/tonyon 2:3). B pesymbtate nonydamm 1,95 r  (70%) (RS)-1-(1,4-gurngpo-8-meTtokcu-
[116eH30rmpaHo[4,3-b]nnp-pon-1-un)-nponaH-2-ona B BUAE Macria KOPUYHEBOTO LIBETA.

r) B oxnaxagenHbii go 0° pacteop 1,92 r (7,4 mmonen) (RS)-1-(1,4-aurngpo-8-meToken-[1]6eH-3ommpaHo[4,3-
b]rmppon-1-un)-nponaH-2-ona u 4,13 mn (29,6 mmonew) TpuatunammHa B 50 mn 6e3-BogHOMO AnxriopmeTaHa npu
nepemMewwmBaHum go-6aensmm no kannam 1,15 mn (14,8 mmornei) meTaH-cynboHUNXopuaa 1 npoaosokanm
rnepeMelwwBaTtb ele B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMOHHyl0 cMecb pasbasnanm 280 mn
ANITUIO-BOro admpa, ABaXAbl NPOMbIBaNM COOTBETCTBEHHO nopuusamu no 70 MN HacbILWEHHOTO pacTBopa rmapo-
KkapboHaTa HaTpusi U coeduHeHHble BogHble ha3bl OAMH pa3 JKcTparvposanmy ¢ nomolpto 70 M AUaTU-TIOBOrO
acupa. CoeamHeHHble opraHuyeckne dasbl npombiBamm 140 MmN HacbIWEHHOro pacTBoOpa Xfopu-ga HaTpus,
Ccywmnu Hag cynbaTtom marHusi U yna-pveanu B Bakyyme. lNonyyeHHoe KopuyHeBoe macsio pacteopsim B 50 mn
6e3BogHoro gumeTtundopm-amuaa, obpabdatsisarm 0,96 r (14,8 mMmoneit) asuga HaTpPUs N pPeakLMOHHY0 CMEeCb
npu nepeMeLLnMBaHum HarpeBarmv B TedeHne 18 4 go 60°. Mocne oxnaxkaeHusi pacTeop BbimBanu B 140 mn Boabl
M OBaxdbl 3KCTparMpoBanM COOTBETCTBEHHO mopumsmMn no 140 mn gmaTtunosoro adwmpa. CoeanHeHHble
opraHmyeckue dasbl NpombiBanM Mo ofgHoMy pady cooTseTctBeHHO 100 mn Bogbl M 100 MR HaCbIWEHHOIoO
pacTBopa XJfiopuga HaTpusi, CyWwWMmM Hag cynbdaToM MarHusi U KOHLEHTpMpoBamu pactsop B Bakyyme. [lo-
flyYeHHOe KOPWYHEBOE Macsio O4umLanM nocpeacTBOM KOFIOHOYHOWM xpomatorpadum Ha cunukarene (tony-on). B
pesynbtate nonyyann 1,58 r (75%) (RS)-1-(2-asmponponun)-1,4-gurngpo-8-meTtokcn-[1]6eH3onmpa-Hol4,3-
b]rmppona B Buge 6ecuBeTHOro macna.

a) 1,57 r (5,5 mmonen) (RS)-1-(2-asupgonponun)-1,4-aurngpo-8-metokcn-[1]6eHsonmparo[4,3-b]nuppo-na,
pactBopeHHoro B 60 mn 6e3BogHOro aTaHosa, rmgpvpoBsany B NnpucytcTeum 160 Mr okucK nnaTuHbl B TeveHue 17
4. 3aTem OTUNLTPOBLIBaNMM OT KaTa-nu3aTopa, MPOMbIBaMM 3TAHOIOM M OTFOHSANN pac-TBOpPUTENb B Bakyyme.
MonyueHHoe GecupeTHoe macrno pacteopsim B 100 mn 6e3BogHOro Anatuno-soro adupa, punbTpoBamm v npu
nepemelwmBaHum obpabatbiBarmm pactBopom 281 mr (2,45 mmons) dy-mapoBon kucrnoTel B 20 M MeTaHona.
3atem nepe-mewmBanv B TeveHve 18 4 Mpu KOMHATHOW TemnepaTtype, nocrne 4Yero oTunbTPoBbIBanM bernble
Kpu-ctannel. B pesynbtate nonydanm 1,42 r (86%) dy-mapata (RS)-1-(1,4-gurngpo-[1]6eH3onmpaHo[4,3-b]
nupposn-1-un)-1-metnnatmnamumra (1:0,5) ¢ T.nn. 197-198°.

Mpumep 55

a) Pacteop 50,0 r (0,31 monsi) 5-meTokcu-1-nHaaHoHa, 80 mn (0,92 mons) 3-6yteH-2-ona, 132 mn (1,08 morns)
2,2-gpumeTokcunpornaHa u 600 mr n-tonyoncynbdgokucrnotsl B 500 Mn Tonyona HarpeBanu OO KUNSYEHWs.
O6pasytoLyocs CMeCb MeTa-HoM/aueToH OTTOHSIMK, MOCIe Yero peakuMOHHBIN pacTBOP MPOAOSKamM KUNSTUTb
elle B TeyeHne 48 4 ¢ obpaTHbIM xonoannbHUKOM. [ocrne oxnaxgeHus pacTBop ynapueanu B Bakyyme. [locne
OYMCTKM Ha curmkarerne (rekcaH/guaTunosbin acmp 5:1) nonydamm 19,2 r (31%) (RS)-2-(2-6yTeH-1-un)-5-meTokcu-
1-vHAaHOHa B BuAe Macria CBETII0-KENToro useTa.

0) Yepes oxnaxaeHHbii oo -70° pacteop 19,2 r (89 mmonewn) (RS)-2-(2-6yTeH-1-mn)-5-meTokcK-1-mHgaHoHa B
600 mn 6e3B0AHOrO MeTaHOMa Npu ne-pemMeLLMBaHnn nponyckanu B TevyeHre 85 MuH 030H (3 r o3oHa/yac). 3atem
pacTBop npoAyBarM KUCIIOPOZAOM, MOCMEe Yero B XONoAHbIi pacTtBop pobGaenamm 9,1 mn (0,12 mons)
avmeTuncyneduga. B TeyeHvne Houm pacTBop OCTbIBan 40 KOMHATHOW TemnepaTypbl, NOCIe Yero ero ynapmsanm
B Bakyyme. OcTaTtok xpo-maTtorpacdupoBanu (OUXrIopMeTaH) Ha KOJIOHKe C MO-MOLUbl aacopOMpOBaHHOrO Ha
cunukarene pactBopa waseneBon kucrotel (600 r cunmkarens/100 mn 10%-Horo pacTBopa LiaBeieBON
kucnoTel). B pesynbtate nonydamm 14,1 r (78%) (RS)-2-(2-okcoaTun)-5-MeTok-CU-1-uHAaHOHa B BMgeE XKeJToro
macna.

B) Yepe3s oxnaxgeHHbin o -70° pacteop 13,3 r (61,5 mmons) (RS)-2-(2-6yteH-1-un)-5-meTokeu-1-nHgaHoHa B
200 mn 6e3BogHoro amxnopmeTaHa 1 100 mn 6e3BoAHOrO MeTaHosa Npy nNepemeLlnBaHnmn NPonyckan B Te4eHne
60 MuH MOoTOK 030Ha (3 r 030-Ha/yac). 3aTeM pacTBOp NpoAyBanu B Te4eHe 5 MUH KUCIopoAoM U B TedeHne 10
MUH aproHoM. Nocne po6asku 6,82 mn (92,2 mmornst) aumMeTucynbduaa nepeMelumBany B TedeHne 16 4 npu
KOMHaTHON TeMm-nMepaType. PeakuMoHHyi0 CMeCb ynapvBanM B Bakyyme, ocTatok obpabateiBarm 200 mn
anxnopmMeTaHa u nocne gobasku 25 mn Bogpl M 25 Mn TpUTOPYKCYC-HOM KUCIOThbI NEPEMELLIMBANN B TedeHue 3 4
npv KOMHaTHOW TemnepaTtype. 3aTeM cmech BblvBanv B 100 mMn Bogpl U Npy NepemMeLlnBaHy HeTpanusosanw,
nobasnas ¢ nomolpto wnatens rmgpokapboHat Hatpus. 3atem gobaensmm ewe 100 mn BoAbl, pas-gensnm
da3bl 1 BogHyl a3y ABaXAbl IKCTparMpo-BanM COOTBETCTBEHHO mopuusamu no 150 mn guxrop-meTtaHa.
CoeavHeHHble opraHndeckue dasbl CylMNM Hag CynbdartoM MarHMs U KOHLEeHTpupoBarm B Ba-kyyme. B
pesynbTate nonydanm 11,6 r (92%) (RS)-2-(2-okcoatnn)-5-meTokeu-1-nHgaHoOHa B BUAE XXenToro macrna, kotopoe
6e3 ganbHenLwe OYNCTKU UCMOMb30Bany B NOCIEAYIOLLE N peakuum.

r) Pacteop 2 r (9,8 mmonei) (RS)-2-(2-okco-31un)-5-MeTokcu-1-mHgaHoHa 1 80 Mr n-Tonyo ncyrnb-gooKMUCOThI
B 90 mn 6e3BogHOro Toryora HarpeBanu B BogooTAaenurene. B kunswmin pactsop B TeyeHue 5 MyH no kannsm
pobasnanu pacteop 2,94 r (39,2 mmornen) (RS)-1-amuHo-2-nponarHona B 20 mn 6e3BogHoro Tonyona. 3atem
npoJospKanmM KunATUTb ele B Teyenue 35 MuH, mpuyem o6beM pacTBOpuTENs cokpawanu Ao 25 mn.
OxnaxAeHHyl0 peakuMOHHY0 CMEeChb OuvuWany MOCPeACTBOM KOMOHOYHOM Xpo-mMatorpadmu Ha cunukarene
(emnaueTat/Tonyon 1:1). B pesymbtate nonyvamm 1,6 r (67%) (RS)-1-(6-metokcu-1,4-aurngponHgeHo[1,2-
blmppon-1-un)-nponaH-2-ona B BuAEe KOPWYHEBOIO Macra, KOTOpOe HernocpeAcTBEHHO WCMoNb30BanM B
nocrneaytoLen peakuum.

n) B oxnaxgeHHbin go 0° pactBop 1,41 r (5,8 mmonen) (RS)-1-(6-meTtokcn-1,4-gurngpovHae-Ho[1,2-
blrmppon-1-un)-nponan-2-ona un 3,24 wmn (23,2 mmons) TpuatunamuHa B 50 Mn AguxnopMeTaHa npu
nepemewvBaHum gobasnamm no kamnsm 1,9 mn (11,6 MMonen) mMeTaHcynbOHUNXMoOpMaa M MpoJosbKany
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nepeMewwwBaTtb ewle B TedeHne 1,5 4 npu aTon Temnepartype. 3aTeM peakuuoHHyo cMecb pasbasnsmm 150 mn
AVaTMMOBOro adupa, ABaXdbl MPOMbIBanM COOTBETCTBEHHO nopumsamym no 70 MmN Hacbl-LEHHOro pacTeopa
rmgpokapboHata HaTpus U CO-eOQMHEHHble BOAHble (hasbl OOWMH pa3 aJKcTparMpoBamM € momouwpto 70 mn
anatunosoro acumpa. CoegunHeH-Hble opraHnyeckue asbl MpomMbiBanm 70 M HacblLLEHHOro pacTBopa xfiopuaa
HaTpus, CYLUMIM Hag CyfbdaTom marHvs 1 ynapveanu B Bakyyme. ony-4eHHoe KopuU4HeBoe Macso pacTBopsm
B 40 mn 6e3-BogHOro AnMeTundgopmamumaa, obpabdartsiBanu 558 mr (8,6 MMonen) asmaa HaTpus U peakUMOHHYHO
CMecCb HarpeBanm npu nepemMeluBaHny B TedeHne 7 4 go 60°. MNMocne oxnaxaeHus pacTtBop Bblrmeanm B 140 mn
BOAbl M ABaXObl IKCTpaArnpoBamn COOTBETCTBEHHO mopuuamu no 140 mn guatunosoro adupa. CoeanHeHHble
opraHnyeckue asbl NpombiBanM Mo ogHoMy pady cooTBeTcTBeHHO 140 mn Boabl M 140 MN HaCbILWEHHOro
pacTtBopa xropuga HaTpus, CYWMIW Hag cynbdartoM MarHWs UM KOHLEHTPUpOBarM pac-TBOP B BaKyyMme.
MonyyeHHOe KOpUYHEBOE MAacsio OYMLLANKN MNOCPEeACTBOM KOMIOHOYHOW XpoMaTtorpadum Ha cummkarene (tonyon).
B pesynbTate nonydanu 0,75 r (48%) (RS)-1-(2-asaugonponmn)-6-meTokcn-1,4-gurngpovHaeHo[1,2-bJnmppona B
Buge GecuBeTHOro macna.

e) 0,75 r (2,8 mmonsa) (RS)-1-(2-asngonpommn)-6-meTtokcu-1,4-gurnagpounHgeHo([1,2-bjmamppona, pacTso-
penHoro B 30 mn 6e3B0AHOIO 3TaHomMa, rMapupoBany B npucyTcTBum 60 Mr okucy nnatuHel B TedeHue 16 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanmsaTopa, NPOMbI-Banu 3TaHOJIOM U pacTBOpUTESb OTFOHANM B Bakyyme. MonyveHHoe
becuseTHoe macno pacteopsim B 50 mn 6e3BogHOrO AMSTUIIOBOrO achupa, hunbTpoBamm n obpabaTsiBanm npu
nepemewwvBaHun pactsopom 324 wmr (2,79 mmonsa) dymaposon kucrotel B 50 Mn meTaHona. 3aTeMm
rnepeMewwvBanM B TeyeHve 16 4 Mpu KOMHATHOM TemnepaTtype, nocrne 4ero OT-ubTpoBbiBarM Gernbie
kpuctannel. B pesynmbtate nonyyarm 530 mr (63%) dymapata (RS)-2-(6-meT-okcu-1,4-gurngpovHgeHo[1,2-
blmppon-1-un)-1-me-tumatunamuna (1:0,5) ¢ T.nn. 189°.

Mpumep 56

a) PactBop 1,9 r (10,0 mmonen) (RS)-2-(2-okco-atmn)-4-xpomaHoHa u 80 mr n-tonyorncynbokuc-noTsl B 70
mn 6e3BO4HOrO TOMyona HarpeBanu B BO-gooTdenmTene. B kvunmswmi pactBop B TeyeHne 5 MUH MO Kannsam
pobasnanm pacteop 3,0 r (40 mmonen) (8)-1-amuHo-2-mponaHona B 20 mn 6e3BogHoro To-nyona. 3atem
npojospkamM KunATUTe ele B TeyeHue 35 MuH, mpudem obbem pactBoputens cokpawanmu go 20 mn.
OxnaXAeHHy0 peakUMOHHYI0 CMeCb O4vu-Lianu MocpedcTBOM KOSIOHOYHOW Xpomartorpadum Ha cunukarerne
(@mnaueTat/Tonyon 2:3). B pesynmbtate nonydamm 1,73 r (76%) (S)-1-(1,4-aurugpo-[1]6eHsonmpaHol[4,3-
b]mmppon-1-un)-nponaH-2-ona B BUAE XeNToro macra.

0) B oxnaxpgeHHein go 0° pacteop 1,7 r (7,4 mmo-nen) (S)-1-(1,4-aurvgpo-[1]6eH3ommpaHo[4,3-b]-nnp-pon-1-
un)-nponan-2-ona u 4,13 mn (29,7 mmonew) TpuatunammHa B 50 mn 6e3BogHOro AuxriopmeTaHa Mpu
nepemewvBaHum gobaesnanm no kannam 1,15 mn (14,8 mMmonein) mMeTaHCynbgOHUNXIopuaa 1 npogosbkanm
nepemelwmBaTtb elle B TedeHne 1,5 4 npu aTon Temneparype. 3aTeM peakuMoHHyt0 cMecb pasbasnaim 200 mn
AN3TMOBOro adupa, ABaXAbl MPOMbIBanM COOTBETCTBEHHO nopumsMyu no 70 MmN Hacbl-LUEHHOTO pacTBopa
rmgpokapboHata HaTpusi M CO-eOQMHEHHble BOAHble (hasbl OOWMH pa3 JKcTparMpoBarM € momouwpto 70 mn
anatunosoro adupa. CoeanHeH-Hble opraHndeckme asbl NpoMeiBarm 140 M HacbI-LLEHHOTO pacTBopa xnopuaa
HaTpws, CYLIMAN Had cynbdaTtom MarHms 1 ynapvsamm B Bakyyme. [Nony-4eHHoe TBepAoe BeLUeCTBO KOPUYHEBOIO
useTa pac-tBopsim B 50 mn 6e3BogHoro avmetundopmamuga, obpabatbisarm 0,88 r (13,5 mmonen) asmga
HaTpWs 1N peakuMOHHYI0 CMeCb HarpeBanmv npu nepemMeLusaHmmn B TedeHve 18 4 go 60°. Mocne oxnaxgeHus pac-
TBOP BblMBanu B 140 mMn BoAbl U ABaX4bl 9KCTparu-poBany COOTBETCTBEHHO nopuuamu no 140 mn An-3TMIOBOro
adpmpa. CoegnHeHHble opraHndeckue da-3bl MPOMbIBaNMM Mo ogHoMy pasdy cootBeTcTBeHHo 100 mn Boabl 1 100
MIT HaCbILLEHHOTO pacTBOpa XJ0-puaa HaTpws, CYLUMM Hag cynbdaroM MarHMst U KOHLEHTPUpOBanm pacTeop B
Bakyyme. [Mony4yeHHoe KOpMYHEBOE MAacrio O4YMLany nocpeacTBOM KONIOHOYHOWM Xpomartorpadun Ha cunvkare e
(Tonyon). B pe-synbtate nonmydarm 1,49 r (79%) (R)-1-(2-asngonponun)-1,4-gurnapo-[1]6eH3ommpaHo[4,3-b]
nupporna B Buae 6ecuBeTHOro macna.

B) 1,47 r (5,8 mmonen) (R)-1-(2-asngonponun)-1,4-gurnapo-[1]6eHsonmpaHo[4,3-blnmppona, pacTBO-peHHOro
B 60 mn 6e3BogHOro aTaHona, rmapvpoBanu B npucytcTBumM 150 Mr okMcu nnaTvHbl B TedeHune 18 4. 3artem
OTUMbTPOBbLIBaNM OT KaTtanusatopa, MPOMbIBaM 3TaHOMOM M OTFOHSNM pacTBOpuTenb B Bakyyme. [lonyyeHHoe
b6ecusetHoe Macno pactBopsim B 100 mMn 6Ge3BogHoro AuaTunoBoro admpa, unbTpoBarM U MpuU
nepemelwmBaHun obpabateiBanm pactBopom 294 wmr (2,53 mmons) dpymapoBoi ku-crnotel B 20 mn meTtaHona.
3atem nepemMewwmBanu B TeyeHue 18 4 Mpu KOMHaTHOWM TemnepaTtype, nocrne 4yero oTduIbTPOBLIBAIM Genblie
kpuctannel. B pe-3ynbtate nonyvamm 1,3 r (79%) dymapara (R)-1-(1,4-gurugpo-[1]6eH3onmpaHo[4,3-b]nmppon-1-
un)-1-metnnatunammHa (1:0,5) ¢ T.nn. 194-195°.

Mpumep 57

0,5 r (1,8 wmmonsi) N-[2-(4,5-ourngpo-7-meTokeu-1H-6eHs[glvHaon-1-un)aTun]-aueTammga Harpesanvu B
atmocdpepe aproHa B 21 mn atuneHrnukons/sogpl 2:1 B npucytcteum 0,60 r (10,7 Mmonen) ruapookUcK Kanus B
TeueHue 23 4 go 140°. MNocne oxnaxgeHust peakuMoHHYt0 cMech BblmBanm B 100 Mn no fiyKOH-LIeHTPMPOBaHHOIo
pactBopa xropuga Hatpus. 3aTtem TpwxObl 3KCTparMpoBarmM C MOMOLLBI0 AM3TUNOBOro adwmpa, CoeAnHEHHbIe
9KCTPaKTbl OAMH Pa3 MPOMbIBANM HachlLEHHbIM PacTBOPOM X/IOpPWMAA HaTpuWs, CYLUMIM Hag cyrnbdatom HaTpus,
dunbTpoBanm 1 ynapusanu. Cbelpoi NpoaykT pactsopsnm B 20 Mi An-3TMII0BOro adhvpa 1 no kannsm gobasnsanm
B pac-TBop 245 mr (2,11 mmons) doymapoBow kucnoTel B 20 M MeTaHoa. 3aTtem nepemMelumBani B Tedenve 1 u,
nocrne 4ero OoTUMbTPOBbLIBANM KpUCTamnmbl Xef-ToBatoro ugeTa. B pesynmbtate nomyyanu 241 wmr (38%)
dymapara 2-(4,5-gurngpo-7-meTtokcu-1H-6eH3[glvHaon-1-un)-atunammna (1:0,8) ¢ T.nn. 195°.

Mpumep 58

a) 35,25 r (0,2 monda) 5-meTtokcu-1-tetpanoHa n 61 mn (0,8 monsa) N,N-gumetunrugpasmHa Harpesarm B
atmocdpepe aproHa B TedeHve 5 4 go npubnusntensHo 80°. MNocne oxnaxaenus gobasnany 200 mn 10%-Horo
pacTBopa xropuga HaTpusi U HECKOMbKO pa3 3KCTparnpoBanu ¢ NMOMOLLp AUSTUIOBOrO adu-pa. 3atem cyumnm
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Hag cynbdatom Hatpws, punbT-poBamm 1 ynapmsanmm. MacnsaHUCTbI OCTATOK OTFO-HAMM C MOMOLLBIO KOSOHKM
Burpo (10 cm). B pesynbtate nonydamm npu 85-95/0,1 mb6ap 36,4 r (83%) 5-metokcu-1-tetpanon-N',N'-
AVMeTUNrMapasoHa B BU-Ae XXerToro macna.

6) 3,12 r (14,3 mmonen) 5-metokcu-1-tetpanoH-N',N'-aumeTunrugpasoHa m 4,15 mn OMI1 pactBopsiv B
atmocdepe aproHa B 70 mn abcomotHoro TI® n oxnaxaamm go -75°. Mocne atoro no kannsm goba-snamm 10,7
mn 1,6 M pactBopa H-OyTmnnutusa B rek--caHe. 3aTeM B TeyeHne 1 4 mepemelumBanu npu -75°, nocne 4ero
MenneHHo obpabarteiBarm 2,0 mn (17,1 Mmonen) OpomaueTanbgervagammeTunauertans. Cmecu pgasamm
HarpeTbCs A0 KOMHaTHOM TeMneparypbl U nepemelumBamm B TedeHne 26 u. MNpu npubnmantensHo 0° gobasnsanm
20 mn BoAbl M TPWXKAbl 3KCT-parMpoBarm C MoMoLLblo aTunaueTaTa. locne cywku Hag cynbdaroMm HaTpus
dunbTpoBanM, ynapveanu, fnocrne 4ero OcTatok XxpomarorpadupoBanv Ha Cumv-karene cHayana C MomoLlbio
Tonyona, a 3atem Tonyona/atunaueTata 9:1. B pesynbTate nonyyanu 1,62 r (37%) 2-(2,2-gumeTokcn-1-ammn)-5-
meTokcun-1-tetpanoH-N',N'-gumeTunrugpasoHa B Buge macna.

B) 280 wmr (0,9 mmonda) 2-(2,2-gumetokcn-1-amwn)-5-meTtokeu-1-tetpanoH-N',N'-gumetunrngpasoHa pac-
TBOpsAM B 12,5 mn TI®, nocne yero gobasnanu 5 mn docdartHoro bydepa (nomydyeHHoro m3 2 mn 1/15 M
rmgpocpocpara kanmusa n 3 mn 1/15 M rugpodocdara guHatpus), a Tawke 156 mr (0,9 mmonsa) gurmgpata
xnopuga megu (l1). MNocne nepemelmBaHus B TeyeHve 3,5 I MpyM KOMHATHOM TemnepaType peakuus 3a-
KaH4ymBanacb. 3atem obpabatbiBarm 10 mn 20%-Horo pacTtBopa xrnopuga ammoHuss u 0,8 Mn KoOHUEeHTpUpoO-
BaHHOro ammuaka. llocrne 3TOro HeCKOfbKO pa3 3JKCT-parMpoBanM C MOMOLbI0 dTunaueTara, Cywwim Hag
cynbdatom Hatpus, unbTpoBanM u ynapmeanu. Oc-TaTok xpomaTtorpadvpoBanM Ha cunvkarene cHavana c
rnomoLlbto Tofnyorna, a 3atem Tonyona/amnauetara 9:1. B pesynbtate nonydanm 180 mr (80%) 2-(2-okcoatun)-5-
MeToKcUK-1-TeTparoHa B Buae xenrosa-toro macna (R~=0,31, cunmkarens (tony-on/atunaueTtar 9:1)).

r) 175 mr (0,7 mmons) 2-(2-okcoatwn)-5-meTokcu-1-TetpanoHa u 144 wmr (1,4 mmons) N-aueTunatunes-
AVvaMuHa HarpeBanu ¢ 06partHbIM XOroAWnbHUKOM B aTMOCepe aproHa B 4 M1 YKCYCHOM KUCIOTbl B Te-yeHune 1,5
4. PacTtBOopuTene ygansnu B Bakyyme, OC-TaTOK pacTBops/m B 25 M Bogbl U HECKOMNbKO pa3 akcTparmpoBanm ¢
rnomowkto amxropmMeTaHa. lNocne xpomarorpacdum Ha 20 r cummkarens C MOMOLLpO 3TunaueTarta nonyyanm
OKpalleHHOe B 3efleHoBaThIv LBET Macro. [41s 04nCTKU KpucTannusosamm n3 to-nyona. B pesynbTate nonyvanm
91 wmr (46%) N-[2-(4,5-gurngpo-6-meTokcu-1H-6eHs[gluHgon-1-un)-atunl-auetammga ¢ T.nm. 133°.

a) 3,34 r (11,7 mmons) N-[2-(4,5-anrngpo-6-meT-oken-1H-6eHs[gluHgon-1-un)aTun]-auetamuga Harpe-sanm B
atmocdpepe aproHa B 75 mn aTuneHrmmko-na/soapl 2:1 B npucytcteum 3,93 r (58,8 MMonen) rugpookucy Kanvs B
TeueHune 23 4 go 140°. MNocne oxnaxAaeHWs peakuMoHHYo cMmechb BblrmBamm B 300 M MonyKoHLEHTPMPOBAHHOIO
pactBopa xfiopu-ga Hatpus. 3aTeM TpWwKApl SKCTparMpoBanmy C MOMO-LbI0 AUITUIIOBOrO 3adhvpa, CyLuMnmM Hapg
cynbdatom Hatpusi, dwunbTpoBariM u ynapumsamm. Ceipon npogdykt pacteopsiv B 30 M MeTaHonma u
obpabateiBarm 1,61 r (13,8 Mmonen) dpymapoBoW KCnoTel. Beimas-wme KpucTansbl nepekpucTaniiv3oBbiBanm 13
B 00-wen cnoxHoct 140 mn metaHona. B pesynmbtate nonyvarm 3,8 r (90%) dpymaparta 2-(4,5-aurngpo-6-
meTokcu-1H-6eH3[g]uHaon-1-un)-atunamumna (1:1) B BUAE XenroBaTblx Kpuctannos ¢ T.nn. 198°.

Mpumep 59

6,30 r (22,2 mmons) N-[2-(4,5-gurngpo-8-meT-okcn-1H-6eHs[glvHgon-1-nn)atun]-auetammaga Harpe-samv B
atmocdpepe aproHa B 64 mn atuneHrnuko-ns/sodel 2:1 B npucytctaum 7,40 r (132 MMOns) rua-pookMcKH Kanusi B
TeueHue 21 4 go 140°. Mocne ox-NaxaeHns peakuUoHHY0 CMech BbimvBanm B 250 M nosyKOHUEHTPYPOBAHHOMO
pacTBopa xyiopuaa Ha-Tpus. 3atem TPWKAbl SKCTparMpoBany C MOMOLLbIO AMITMIIOBOro adhmpa, coeanHeHHble
9KCTPaKTbl OAWH Pa3 MPOMbIBANM HacblLLEHHbIM PacTBOPOM XfIOpWUAa HaTpus, CyLIWUnM Hag cyrnbdaTtom HaTpus,
unbTpoBarm 1 ynapusanu. Cbipon npoaykT pacteopsiim B 100 mn meTaHona u o6pabarsiBanu 2,6 1 (22,4 mmo-
ns) cdoymapoBOi KUCMOTbl. BbinaBlume KpucTanmbl Me-pekpucTanM3oBbiBarm M3 B obwen crnoxHoctn 340 mn
mMeTaHona. B pesynbTtate nonydamm 3,8 r (48%) dymapata 2-(4,5-gurngpo-8-metokcun-1H-6eH3[guHgon-1-un)-
aTMnamuHa (1:1) B Buae xenro-BaTbix kpuctanmnos ¢ T.nn. 183-185°.

Mpumep 60

a) 8,85 r (49,0 mmonew) 8-xnop-1-TeTparnoHa pacTBopsinu B atmocdepe aproHa B 90 mMn TeTpa-xfiopMeTaHa,
nocne yero go6asnsnu 21,0 mn (245 mmonen) 3-6yteHona u 190 Mr n-Tonyon-cynbdoKMcnoTbl. PeakuuoHHyto
CMecCb HarpeBanu ¢ o6paTHbIM XONOAUIbHUKOM B BOLOOTAENMTENE B TedeHne 9 aHel. PactBoputens yaansmm B
Bakyyme M ocTaTok xpomartorpacmposamm Ha 200 r cunm-karens cHa4ana C NMomolLUplo rekcaHa/aTunaueTaTa B
cooT-HoweHun 9:1, a 3aTeM C MOMOLLBIO rekca-Ha/aTunaueTata B COOTHoweHun 4:1. B pesynbTate Hapsgy co
3Ha4MTENMbHBIM KONMYECTBOM He npopea-rMpoBasLuero agykra (8,3 r) nonyyanm 4,1 r (35%) 2-(2-6yten-1-nn)-8-
Xrop-1-TeTparoHa B Buae XeJroro macna.

6) 7,7 r (32,8 mmonsi) 2-(2-6yTeH-1-un)-8-xnop-1-TeTpanoHa pacTBopsim B cMecu u3 220 mn gMxnop-mMeTaHa
1 60 Mn MeTaHomna M oxnaxaanm go -75°, no-crne 4ero 4BOVHYKO CBA3b 0ObIYHBIM 06pa3om 030HK-poBanu. Mocne
NpPoOyBKA pPeaKkUMOHHOW CMECU KM-CNopoaoM W aproHoMm pfobasrmsnm no kamnmsm 4,8 mn (65,6 Mmonen)
avnmetuncynbduga. 3atem cMecu fda-BanuM MeANeHHO HarpeTbCH OO0 KOMHaTHOM TemrepaTypbl, Mocre 4ero
nepemelwmBamm ewle B TedeHue 15 4. Coipor npoaykT (10,8 r) pacteopsirm B npumepHo 100 mn guxnopmeTtaHa u
pobaenanm B cmeck 13 12 mn 10%-Hor BogHoOM WwaBe nesou kucnoTsl, 120 r curmkarens u 300 mn guxnopmMeTaHa.
3ateM nepe-mewvBanu B TeyeHne 2 4 MpuM KOMHATHOM TemnepaTtype. [locrie MpOMbIBaHWA C MOMOLLBIO
avxropmMeTa-Ha nonyyanu 6,4 r (83%) 8-xrop-2-(2-okcoaTun)-1-TeTpanoHa B Buge macna CBeTII0-KOPUYHEBOTO
ugeTa.

B) 325 wmr (1,46 mmons) 8-xmop-2-(2-okcoatun)-1-tetpanoHa u 290 mr (2,84 mmons) N-aueTmnatunex-
AviaMuHa Harpesanu ¢ 06paTHbIM XooaunbHMKOM B aTMocdepe aproHa B 14 M yKCYCHOW KUCIOTbl B Te-4eHue 1
4. PactBopuTens ygananu B Bakyyme, octa-Tok pactsopsiim B 10 M BOAbl M HECKOSbKO pa3 aKc-TparmpoBanm ¢
nomoLupto dTunaudeTara. MNMocne xpo-matorpadum Ha 20 r cunukarens cHavana ¢ NnoMo-LWbo rekcaHa/aTunauerarta
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1:1, a 3arem amwnauetata nonyyann 190 wmr (45%) N-[2-(9-xnop-4,5-gurngpo-1H-6eHs[glvHagon-1-un)atun]-
aueTamuaa B BUAE XKENTOBaTbIX KPUCTANMoB ¢ T.Mn. 146-147°.

r) 1,55 r (5,3 mmonsa) N-[2-(9-xnop-4,5-gurngpo-1H-6eH3[gluHgon]-1-un)atun]-auetammaga Harpesamm B
atmocdpepe aproHa B 23 mn aTuneHrnmkons/sogel 2:1 B npucytcteum 1,80 r (32,1 Mmons) ruapookucu kanusi B
TeueHve 21 4 go 140°. MNocne oxnaxAeHUs1 peakLMOHHY CMeCb BblnmBany B 60 M MolyKOH-LeHTPMPOBaHHOTO
pacTBopa xropuga HaTtpus. 3atem Tpuxdbl SKCTparMpoBarm C MOMOLLBIO AUSTUNOBOro adwmpa, CoefUHEHHbIE
9KCTPaKTbl OAMH Pa3 NMPOMbI-Bany HacCblLLEHHBIM PacTBOPOM XJIOpPWAA HaTPus, CYLUMIM Hag CyfNbdaTtoM HaTpus,
dunbTpoBarm 1 ynapusanu. Cbipoi npoaykt pacteopsim B 10 mn me-TaHona u obpabatbianm 0,62 r (5,3
MMOIs) doymMa-poBON KUCIOTbI. BbinasLume KpucTanmbl nepekpu-cTannn3osbiBanm 13 B 06Lwent cnoxxHoct 20 mn
Me-TaHona. B pesynbTate nonyvanun 1,26 r (65%) dyma-pata 2-(9-xnop-4,5-aurngpo-1H-6eH3[gluHgon-1-un)-
ammnamuHa (4:5) B Buge xenrosatbix KpucTtanmnos ¢ T.nn. 181-183°.

Mpumep 61

1,80 r (6,2 mmonen) N-[6-xrnop-2-(4,5-gurngpo-1H-6eHs[gluHgon-1-un)aTun]-aueTammga HarpeBanu B
atmocdpepe aproHa B 17 mn atunexrnukons/soapl 12:5 B npucytcteum 0,9 r (16,1 Mmonen) ruapookucK Kanms B
TeyeHne 20 4 pgo 140°. lMocne oxnaxaeHus obpabartebiBarmm 140 MM MonyHachlLWEHHOrO pacTBopa Xropuaa
HaTpus. 3aTtem TpUXObl IKCTPaArnpoBanm C MoMOLLbI0 AUSTUMOBOrO 3chmpa, CoeanHEHHbIEe 3KC-TPaKTbl OOWMH pa3
NMPOMbIBaN HaCblLLUEHHbIM PAacTBO-POM XJIOPMAA HATpus, CyLMnu Hag cynbdatoMm Ha-Tpus, unbTpoBamm u
ynapvBanu. KopuwyHeBoe Mmac-no  xpomatorpadupoBarm  Ha 50 Mr curmkarens € MOMOLLUBHO
AvxropMeTaHa/mMeTaHona (cHavana B co-oTHoweHun 19:1, a 3atem 9:1). Cbipoi NpogyKT pac-TBOpPsinM B 7 M1
AMaTMoBOro adupa, nocre yero go-6asnanu 0,98 r (8,4 MMoner) doymapoBoW KucnoTel. PacTeoputens yaansmm
B BaKyyMe M ocTaToK nepe-kpuctannmsosbiBanm 3 50 mn xnopodopmal/ataHona 4:1. B pesynbTate nonydanm
1,41 r (62%) dbymaparta 2-(6-xnop-4,5-gurngpo-1H-6ens[gluHgon-1-nn)-atun-amuHa (1:1) ¢ T.nn. 187-188°.

Mpumep 62

0,5 r (1,7 mmonsa) N-[7-xnop-2-(4,5-gurngpo-1H-6eH3[gluHgon-1-un)-aTunl-auetTaMmuga Harpesarm B
atmocdpepe aproHa B 4,5 mn atuneHrmmkonsa/soael 2:1 B npucytcteum 0,25 1 (4,5 MMonsi) rmapookicK Kanmsi B
TeyeHne 22 4 go 140°. MNocne oxnaxaeHus obpabateiBarm 40 mn Bogbl U 10 MM HacbIWEHHOrO pacTBopa
xropuaa Hatpus. 3atem TPWXKAbl SKCTPa-rMpoBamm C NMoMOLLbI0 AUSTUNOBOro acmpa, coean-HeHHble SKCTPaKTbl
OAMH pa3 MPOMbIBanM HacblLUEH-HbIM pPacTBOPOM Xfopuga HaTpus, CyWWnM Hag Cylb-haToM HaTpus,
dunbTpoBanu 1 ynapmeanu. Cbeipoi npogykT pacteopsinv B 30 M AMaTUNOBOro adhmpa v no Kannam gobaenanv B
cycneHsuo u3 208 mr (1,79 mmons) pymapoBoi kucnoTel B 30 M AuaTu-rnosoro acupa. PactBoputens ygansanm
B BaKyyMe M OCTaToK NepeKkpucTanmsoBbiBanm u3 75 mn ataHo-na/atunaueTara 3:2. B pesynbTtate nonyyanm 355
mr (58%) dpymaparta 2-(7-xnop-4,5-gurngpo-1H-6eH3[g] wHgon-1-un)-atunamuna (1:1) ¢ 1.nn. 176-177° B BU-Ae
6enbIx KpucTannos.

Mpumep 63

1,0 r (34 wmmonsa) N-[8-xnop-2-(4,5-gurnapo-1H-6eHs[glvHaon-1-un)stun]-auetammga Harpesamm B
atmocdpepe aproHa B 7,5 mMn atuneHrnukonsa/soasl 2:1 B npucytctaum 0,50 r (8,9 mmornelt) rugpookicK Kanus B
TeyeHve 24 4 go 140°. MNocne oxmaxAeHWs CMecb BblMMBanM B 75 Mn negsiHon BoAbl. [Nocne go-6aBku 25 mn
HacCbILEHHOro pacTBopa Xfopuaa Ha-Tpus TPWKAbl JKCTparMpoBarm C MOMOLBK AMITMIO-BOro adupa,
coefVHeHHble 3KCTPaKTbl OAUH pa3 MPO-MblBanM HaCbIWEHHbIM PacTBOPOM Xropuga HaTpusi, CYLIMnW Hag
cynbdatom HaTpus, punbTpoBarm 1 ynapmsanu. Ceipoi npodykT pactsopsim B 20 Mn AW-3TUAOBOro 3dupa 1 no
kannsm gobGaenanu B cycneHsmo u3 406 mr (3,5 monsa) dymaposon kucrnoTbl B 80 Mn AuaTMIIOBOro advpa.
PactBoputens ygansnu B Bakyyme M OCTaTok nepekpuctanimmaosbiBanm n3 90 mn ataHona/atnnauetarta 5:4. B
pesynbTate nonyyamm 556 mr (45%) dymapara 2-(8-xnop-4,5-gurngpo-1H-6eH3lvHgon-1-un)-atunamuna (1:1) ¢
T.nn. 179-180° B BUAe Genbix KpUcTansos.

Mpumep 64

a) PactBop 23,9 r (0,145 mons) 4-tmoxpomaHoHa, 30 mn (0,35 mond) 3-6yTteH-2-ona u 240 mr n-tonyon-
cynbdokucnotel B 30 Mn 2,2-gumeTokcunponaHa u 240 mn 6e3BogHOro Tomyona Kunatumm B TedeHnue 204 C
o6paTHbIM XONOAUMBHUKOM. 3aTeM peakUMOH-HYI0 CMeCb KOHLIEHTPUPOBanM B BakyyMe 1 ouuLLanm rnocpeactsom
KOJIOHOYHOW Xpomatorpadum Ha cunu-karene (rekcaH/guatunosbln acpup 5:1). B pesynbTa-Te nonyyanu 15,3 r
(48%) (RS)-2-(2-6yTeH-1-un)-4-ToxpoMaHoHa B BUAE >XEMTOro Macna.

6) Yepes oxnaxaeHHbI go -70° pacteop 3 r (13,7 mmonen) (RS)-2-(2-6yTteH-1-un)-4-tmoxpomaHo-Ha 8 100
mn 6e3BogHoro amxrnopmetaHa u 30 mn 6e3BOAHONO MeTaHora Mpu NepeMeLLMBaHnn nponyckanu B TeveHve 15
MWH NMOTOK 030Ha (3 r 030Ha/yac). 3atem NpoayBanu pacTBOp B TeyeHue 5 MUH kucropodom u B TeveHne 10 MyH
aproHom. lNocrne pgobGaskn 2 mn (20,5 mMmonen) gumetuncynbduaa nepeMmewm-sanm B Tedenve 16 4 npu
KOMHaTHOWM TemnepaType. lNocne 3Toro peakuMoHHy0 CMeCh yrnapvBanu B Ba-Kyyme, octatok obpabatbiBanm 50
MN guxriopmeTaHa n nocne fobasku 5 M Bogbl U 5 M TP TOPYKCYC-HOW KUCTOTbI NepemMeLunBan B teveHve 1
Y MpW KOMHaTHOWM TemnepaTtype. 3atem cMmecb BbirmBamm B 50 mMn BoAbl 1 Mpy NepeMeLuBaHUN HeWTpanM3oBa-
m, pobaenasi ¢ nomowpio wnatens rugpokapboHat Hatpusa. lMocne atoro gobaensnu ewe 50 mn BoAl,
pasgendamm dasbl 1 BoAHYyl0 a3y OBaKAbl IKCTparM-poBanv COOTBETCTBEHHO nopuusmum no 80 mn gw-
xropmMeTaHa. CoeauHeHHble opraHudeckue asbl Cy-WMMM Hagd cynbdaToM MarHus M KOHUEHTpMpoBamn B
Bakyyme. B pesynbtate nonyyamm 2,8 r (99%) 2-(2-okcoaTvn)-4-TMOXpOMaHOHa B BUAE XKEMTOro mMacna, Kotopoe
6e3 ganbHenwer NnepekprcTannmsaumm c-nonb30Banu B nocredyoLwen peakumm.

B) PactBop 2 r (9,7 mmonen) (RS)-2-(2-okco-a1vn)-4-TnoxpomaHoHa 1 120 Mr n-Tonyoncyrb-oK1CoTbl B
100 mn 6e3BogHOro Tofyora Harpesanu B BogooTaernmrene. B kunawmn pacteBop B Teve-Hue 5 MWH Mo kanmsm
pobasnanm pacteop 2,9 r (38,6 mmonei) (RS)-1-amnHo-2-nponaHona B 20 mn 6e3BogHoro Toryona. 3atem
MpoAosbKanM KunNATUTb elwe B TeyeHne 35 MuH, mpuyem ob6bem pactBoputens cokpawanu go 20 mn.
OxnaxaeHHylo peakuMOH-HYI0 CMeCb O4YMLany nocpencTBOM KOMOHOYHOW Xpo-maTtorpadvu Ha cunukarene
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(amnauetat/Tonyon 1:1). B pesynbtate nonydamm 1,8 r (76%) (RS)-1-(1,4-gurngpo-[1]6eH3oTonmpaHol4,3-
b]Jmppon-1-un)-nponaH-2-ona B BMAE CBETMNO-KOPUYHEBOrO TBEP-OOr0 BeELIECTBa, koTopoe 6e3 AanbHewnen
nepekpu-ctTannmusauum ucrnonb3osanm B nocreaytoLlen pe-
akuum.

r) B oxnaxaenHbin go 0° pacteop 1,8 r (7,3 mmo-nent) (RS)-1-(1,4-aurngpo-[1]6eHsoTmonmparo[4,3-b]mmppor-
1-un)-nponan-2-ona n 4,1 mn (29,3 mmo-nen) TpuatunammHa B 50 mn 6e3BogHOro guxropme-TaHa npu
nepemMewmBaHum gobaesnanm no kannam 1,15 mn (14,7 mMMornen) mMeTaHCynbgOHUIXIopuaa u npoJosbkanm
nepeMelwwwvBaTtb elle B TedeHne 1,5 4 npu aTon Temnepatype. 3aTeM peakuuoHHyo cMecb pasbasnsmm 180 mn
AVITUMOBOrO admpa, ABaxAbl MPOMbIBaNM COOTBETCTBEHHO nopuuamy no 70 M HacblWEHHOro pacTeopa
rmgpokapboHata HaTpus M coefdvHeHHble BoAHble hasbl OAWH pa3 JKCTparvpo-samm ¢ momouwpto 70 mn
AnaTtunosoro adupa. Co-eanHeHHble opraHndeckue asbl npomeiBarm 140 MmN HacklLWEHHOro pacTeopa x/opuaa
HaTpus, CyLUMMN Hag cyfbdaTom MarHms u ynapvsanm B Bakyyme. [onyyeHHOe KOpn4YHeBOe Macno pacTBOPSM B
50 mn 6e3BogHoro aumeTtundopmammaa, obpabarteiBanm 0,96 r (14,7 MMonen) asuaga HaTpUst U peakUMOHHYHO
CMeCb HarpeBarmu npu nepemMeLLMBaHnmy B TeveHne 17 4 go 60°. MNMocne oxnaxaeHus pacteop Bbimeanu B 100 mn
BOAbl W OB&KAbl SKCTpaArnpoBamn COOTBET-CTBEHHO nopumamu no 120 mn guatunosoro adumpa. CoeanHeHHble
opraHmyeckue ¢asbl NpombiBanM Mo ogHoMy pady cooTseTctBeHHO 100 mn Bogbl M 100 MN HaCbIWEHHOIo
pacTBopa xropuga HaTpus, CYWMnW Hag cynbatoM MarHWs M KOHLEHTPUpoBarM pac-TBOP B BaKyyMme.
MonyyeHHOe Macrno KOPUYHEBOrO LBeTa O4YMWany NocpeAcTBOM KOMOHOYHOW Xpomarto-rpadum Ha cunuvkarerne
(tonyon). B pesynbTtate mo-nydamm 1,17 r (59%) (RS)-1-(2-a3ngonpommn)-1,4-gurugpo-[1]6eHsotnonmpaHol[4,3-
b]nmppona B BMAe xernrosaToro macrna.

A) B cycneHsuo 13 247 wr (6,49 mmonewn) nutun-antomorngpuga B 30 mn 6e3BogHoro tetparngpody-paHa
npy nepemewmBaHum pfgobasnamm no kammam 1,17 r (4,3 wmmonda) (RS)-1-(2-asugonpormn)-1,4-gu-rugpo-
[1]6eH30TMONMpaHo[4,3-b]nnppona, pactBo-peHHoro B 30 Mn 6e3BogHoro TeTparngpodypaHa. 3atem KUNaTumm B
TeueHne 2 4 ¢ 0bpaTHbIM XOJI0-AUMBHUKOM, MOCMe Yero NPoBOAWMIM MAPOMM3 € no-molbto 20%-Horo BOAHOTO
TeTparugpodypaHa. Xug-kyto asy BblAensanu n oCTaTok NOBTOPHO KMMATUAM B TeyeHue 15 muH ¢ 50 mn 20%-
Horo BogHoro TeTpa-rmgpodpypaHa. CoeamHeHHble pacTBopbl obpabatbiBarm 100 mn AMaTMMOBOro adwmpa,
opraHuyeckyto asy Bbigensanm, a BogHyto asy ABaxdbl SKCTparn-poBanv COOTBETCTBEHHO nopuusimum no 50 mn
AnaTn-nosoro adupa. CoeamHeHHble opraHndeckme dasbl npombiBam 100 M HacbIWEHHOro pacTeopa XJiopu-ga
HaTpus, CYLUMNM Hag cynbdaToM MarHus U KOH-LieHTpupoBarmm B Bakyyme. B pesynbTtate nonyyanm 970 mr (92%)
6ecuBeTHoro macna, kotopoe pacTteopsim B 100 mn 6e3BogHOro AMSTUNOBOro admpa, dunbTpoBarm n npu
nepemewwvBaHun obpabateiBanm pactesopomM 461 mr (3,97 mmons) pymapoBon ku-crotel B 20 mMn meTaHona.
3atem nepemeLLmBanM B Te4eHve 3 4 npy KOMHaTHOM Temneparype, nocne Ye-ro oTunbTPOBbIBanM XeroBatblie
kpuctannel. B pe-synbtate nonyvann 1,2 r (77%) dymaparta (RS)-1-(1,4-agurugpo-[1]6eHsoTmonmpaHo[4,3-
blmppon-1-un)-1-metnnamnamuna (1:1) ¢ T.nn. 201°.

Mpumep 65

a) PactBop 29,5 r (0,22 mons) 1-uHgaHoHa, 73,5 mn (0,85 mons) 3-6yteH-2-oma, 77,0 mn (0,63 mons) 2,2-
anmeTtokcunponaHa un 400 wmr n-tony-oncynbgokucnoTel B 400 Mn Tonyona HarpeBanuM B TedeHue 24 4 C
obpaTtHbiM xomoaurbHukoMm. [Mocne oxnaxgeHuss pactBop npombiBarv 100 MmN HacbiWEHHOro pacTeopa
rmgpokapboHaTta HaTpusi. [NpombiBHYIO Body 9KCTparmposanu ¢ noMolbto 150 mMn aTunaue-tTaTta, opraHMdeckve
hasbl CoeAuHANN, CyMnu Hag cynbdatom marHus v ynapueamm B Bakyyme. [locrie o4McTkM Ha cunuvkarerne
(rekcaH/gnatunoBbl acoup 7:1) nonydamm 19,8 r (48%) (RS)-2-(2-6yTeH-1-un)-1-uHgaHoHa B BMAE Macrna cBeTro-
XenToro ugeTa.

0) Yepes oxnaxpeHHbIn oo -70° pacteop 19,8 r (0,11 mons) (RS)-2-(2-6yten-1-un)-1-uHgaHoHa B 700 mn
6e3BogHoro anxnopmeTtaHa 1 200 mn 6e3-BoAHOrO MeTaHomNa Npu NEPEMELLMBaAHUKN Mponyckanu B TeveHne 120
MUH 030H (3 r o30Ha/yac). 3atem pac-TBOp MPOAyBanM KUCIMOPOAOM, MOCMie Yero B XOSIO4-Hbl pacTBOp
pobaenamm 11,0 mn (0,15 mons) gume-Tuncynbduga. B TedeHue Houm pacTBOp HarpeBancd A0 KOMHATHOM
TemnepaTtypbl, U 3aTeM ero yrnapusanu B Bakyyme. OcTaTok ouvwanmM Ha cwunukarene (atun-audetat). B
pesynbTate nonydamm 10,1 r (43%) (RS)-2-(2,2-gumeToKcnatnn)-1-nHagaHoOHa B BMAE XeJToro macrna.

B) PactBop 1,7 r (7,7 mmonen) (RS)-2-(2,2-gn-meTtokcnatun)-1-uHgaHoHa, 25 r (0,25 wmonsi) N-aue-
TnaTuneHamammHa u 30 mn TpudTOpyKCyCcHOW ku-croTel B 500 Mn 3TaHona kunstmnuM ¢ obpaTHbIM Xo-
nogunsHukom B TeydeHve 96 4. MNocne oxnaxaenus n pobaekm 21,5 r rugpookmcu Hatpusa B 100 mn Bofbl
ynapvBanu go obbema npubrmmantensHo 100 mn. Cmecb obpabatbiBanu 200 mn atunauetata u npo-mbiBamm
nocnegosatensHo 100 Mn HacblWEHHOrO pacTeopa xnopuaa Hatpusi, 1H conaHown kucnoton (4x100 mn), 2H
rmgpookucblo Hatpua (4x100 mn) u 100 mn Boabl. BogHble casbl akcTparmpoBarm c¢ no-moupto 100 mn
aTunaueTarta, CoeauHsnM opraHudeckue asbl, cywmnuM Hag cynbgartom marHus 1M yna-puBanu B BakyyMme.
OcTaTok ouMWwann cHayana OC-HOBHOW OKuCblo amoMuHus (111, OuxrmopmeTaH), a 3aTeM Ha cunukarerne
(onaueTaT). B pesymbtate nonydamm 0,4 r (22%) N-[2-(1,4-guruapowuHaeHo[1,2-blavppon-1-un)atun)-
aueTamuaa B Buae 6ecLBeTHO-TO TBEPAOro BeLleCTBa.

ry 38 wmr (1,6 wmmond) N-[2-(1,4-gurnapo-nHgeHo[1,2-blnmppon-1-un)atun]-auetamuga Harpe-sarm B
atmocdpepe aproHa B 6 mMn aTuneHrimko-nsa/sogel 2:1 B npucytcteumn 540 mr (9,6 MMornel) ruapookucK kanus B
TeueHue 22 4 oo 140°. MNMocne oxnaxaeHusa obpabaTbiBany 20 MM NofyHacklWEHHO-TO pacTBopa Xropuaa HaTpusi.
3ateM TpwXAbl 3KCT-parMpoBanM C MOMOLBI AMITUIOBOrO 3upa, CO-eAWMHEHHble IKCTPaKTbl CYLUMNW Hag
cynbdatoM Ha-Tpusi, dunbTpoBamiM u ynapusanu. KopuyHeBoe Mac-fio pacTBopsim B 5 Mn MeTaHona u
obpabatbiBanm 185 (1,59 mMmMons) dymapoBoW KUCIOTbI U MPY 3TOM BbiMaganu CBETNO-KOPUYHEBbLIE KPUCTanmbl.
O Kpn-cTannbel pacTBopsim B 50 mn Temnrnoro metaHona. NMo-crie oxnaxgeHus 4o KOMHATHOW TemnepaTtypbl Npo-
OYKT KpucTanmmsoBanu megrnieHHon gobaskon 50 mn AnMaTMnoBoro adpmpa. MonyyeHHbIn NpodykT Harpesanv B
TeyeHne 1 4 B 15 mn TpeT.-OyTunmeTunosoro admpa, unsTpoBarm u cywmnu B Bakyyme. B pe-gynmbTaTte
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nonyyanu 220 mr (53%) dymapara 2-(1,4-gurugpoungeHo[1,2-b]imppon-1-un)-atunamuHa (1:0,5) ¢ t.nn. 201-
202°.

Mpumep 66

a) PactBop 29,6 r (0,20 mons) 6eH3ocybupoHa u 60,9 mn (0,80 monsa) N,N-gumetnnrugpasuntHa B 150 mn
6e3BOAHOro 3TaHoMa KUNATUIM B TeveHve 3 aHel ¢ obpaTHbIM XONoAWUMbHUKOM. STaHON U U3-6bITouHbIN N,N-
AMMeTUNTMAPa3uH yaansamnm B Bakyyme, OCTaToK pacTBOPSNM B AMXIIOpMETaHe M CyLLMNn C MOMOLLpIo cynbdata
marHus. [locne oTtroHkm Ha komoHke Bwrpo (10 cm) nonysanm 32,9 r (83%) 6en-3ocybupoH-N',N'-
OumeTunruapasoHa B Buae xernroro macna. T.nn. 78 81 °C/0,2-10 atm.

6) B atmoccbepe aproHa pactsop 33,6 r (0,17 monsi) 6eHsocybupoH-N',N'-gumetunrugpasona n 29,9 mn (0,20
Morsl) TeTpameTunatTuneHgmuammHa B 400 mn abconoTHoro TeTparngpodypaHa oxnaxganm ao -70° n B Te4eHve
15 MuH no kannam gob6aensnu 106 mn 1,6M pactBopa H-OyTunnMTusa B rekcaHe. 3aTeM nepemMeluvBanu B
TeueHve 30 MuH npu -70°, aaBanu HarpeTbca o -30° 1 K cMecu Npy 3TON TeM-NepaType Mno KannsiMu Jo6aensanm
OpomaleTanbae-rmgaumeTunadeTans B konmdectse 23,4 mn (0,20 mons). MNocne nepemewmBaHust B TedeHue 1,5
4 npu -30° cmMecu gaBamm HarpeTbCH B TeYeHWe HOYM A0 KOMHATHOW Temnepatypbl, nocne vyero obpabatbiBanm
500 mn Boabl. Cmecb akcTparmpoBanm atun-auetatom (1x500, 2x500 mn), opraHndeckue asbl COeauHAM,
Cylmnu € nomoLlpto cyrnbdara MarHus v ynapvBanu B Bakyyme. [locrne xpomatorpacum Ha cunmkarenbHom
KomnoHke (rekcaH/atvnauetat 10:1-3:1) nonyyamm 37,7 1 (78%) (RS)-2-(2,2-gumeToKken-ammn)-6eH3ocydmnpon-N',N'-
AMMeTUNTAPa3oHa B BU-A4e Macra OpaHXeBO-KenToro ugeTa.

B) CycneHawo 37,7 r (0,13 mons) (RS)-2-(2,2-gumeTokcnammn)-6eHsocybumpon-N',N'-gumetunrmgpa-3ona, 30,2
r (0,37 monsa) auetata Hatpua u 78,8 r (0,37 mons) nepuopgata Hatpusa B 2000 mn TeTparma-podypaHa
obpabarbiBarin 300 MM YKCYCHOWM KUCTOThI U NepeMeLLBariM B TedeHne Houn npu 50°. 3atem cmecb oxnaxaanu,
BblmmBany B 3000 mn Bofpbl 1 3KC-TparmpoBanm ¢ nomousto guxnopmeTtaHa (1x3000, 2x1000 mrn). OpraHndeckue
ha3bl COeauHANM, CyWunm C MoMOWpio cyrnbdata MarHMs W KOHUEHTpupoBa-nM B Bakyyme. [locne
Xpomatorpadum Ha cunMKa-renbHOM KoMoHke (rekcan/aTunaueTart 2:1) Hapsay ¢ 9,7 1 (26%) ncxogHoro BeluecTsa
nonyyanu 8,2 r (25%) (RS)-2-(2,2-gumeTokcnatnn)-6eH3ocybepoHa B BMAe Macra KpacHoOro LseTa.

r) 8,2 r (RS)-2-(2,2-gumeTokcuatun)-6eH3ocybe-poHa XpomatorpadmpoBanm Ha KOJIOHKE C MOMOLLbIO
agcopbupoBaHHOIO Ha cunvkaresne pacTeopa Lwase-neson kucnoTel (180 r cunmkarensa/20 mn 10%-Horo pacteopa
LaBeneBon kncnoTel). B pesynbtate nony-yamm 6,2 r (90%) (RS)-2-(2-okcoaTtun)-6eH3ocybepo-Ha B Buae macna
KpacHoro ugeTa.

a) PactBop 6,2 r (30 mmonen) (RS)-2-(2-okco-atun)-6eH3ocybepoHa un 3,3 r (32 mmons) N-auetun-
aTuneHaamuHa B 50 mn 6e3BoaHoro anxnopmeTaHa obpabatbiany 50 r MonekynsapHoro cuta 4 A n B Te-ueHure
HOYM KUMSATUAM C obpaTHbIM xornoAaunbHuKkoM. ocrne oxnaxgeHus dunbTpoBanm yepes Celite, yna-pveanu B
BaKyymMe 1 MepeKkpucTannmM3oBbiBanm ocTa-ToK U3 rekcaHa/atunaueTara 2:1. B pesynbTtate no-nydanu 4,0 r (50%)
N-[2-(1,4,5,6-TeTparngpoben-30[6,7]umknorenta[1,2-b]Jamppon-1-un)atun]-auet-amynga B Buage 6GecuBETHOro
TBEPOOro BellecTsa.

e) 1,80 r (6,7 mmonewn) N-[2-(1,4,5,6-TeTparnapo-6eH3o[6,7]uuknorenTal1,2-b]Jmmppon-1-un)atun]-auet-amnaa
HarpeBarm B aTMocdepe aproHa B 18 mn atw-neH rivkons/Bogel 2:1 B nmpucytcteun 1,0 r (17,8 mmonen)
rMapookncy kKanusa B TedeHne 24 4 go 140°. Mocne oxnaxAeHust peakuMoHHyt cMech Bbl-ruBanu B 140 mn
MO JTyKOHLIEHTPUPOBaHHOIO PacTBO-pa xropuaa HaTpus. 3aTteM TpUXKAbl SKCTParnpoBanmv ¢ MoMOLLbI0 AU TUIIOBOTO
adhmpa, coeanHeHHbIe 3KC-TPaKTbl OAMH pa3 NPOMbIBaNM HaChkILEHHbIM PAacTBOPOM Xriopuaa HaTpus, CyLUMN Hag
cynbdatom Ha-Tpus, unbTpoBarm 1 ynapusamu. lNonyyeHHoe Ta-kuM nyTeM Macro xpomartorpaduvpoBanv Ha
60 r cu-nukarens c nomoLblo MeTuneHxnopuga/metaHona 19:1. Cbipoli MPOAYKT pacTBopsiM B 5 mn
anatunosoro adupa u obpabareiBany 505 mr (4,35 mmons) dy-mapoBoi kucnoTsl B 10 M AnaTunosoro adupa.
Kpvctannel oTduneTpoBbIBanM 1 nepekpuctannuso-eeiearm us 50 mn atunayetara/ataHona 2:1. B pe-3ynbTate
nonyyanu 1,65 r (72%) dymapara 2-(1,4,5,6-tetparngpobeHso[6,7]uvknorenral1,2-b]nmp-pon-1-un)-aTnnammHa
(1:1) B BUOE 6enbix kpuctan-nos ¢ T.nn. 175-176°.

Mpumep 67

a) Pacteop 26,4 r (0,16 monsa) 7-meTokcu-1-mHgaHoHa, 33,6 mn (0,39 mons) 3-6yteH-2-ona n 265 mr n-
TonyoncynbsdokucrnoTel B 33,6 Mn 2,2-gumeTokcunponaHa u 265 mn 6e3BogHOro Tonyorna Kunatunm B TeveHne 17
Y c obpaTHbIM XOMOAMIbHMKOM. 3aTeM peakUMOHHYd CMeCb KOHLEHTPMpOBarM B BakKyymMe M ouuwanm
NnocpeacTBOM KOSMIOHOYHOW Xpo-matorpadum Ha cunvkarene (rekcan/guammnosbin acpmp 5:1). B pesynbTate
nonyyanu 9,9 r (28%) (RS)-2-(2-6yTteH-1-un)-7-meTokcu-1-nHgaHoHa B BMAe Xern-Toro macna.

0) Yepes oxnaxaeHHbii oo -70° pacteop 9,9 r (45,8 mmonein) (RS)-2-(2-6yTeH-1-un)-7-meToKkcu-1-uHgaHoHa
B 200 mn 6e3BogHoro amxropmeTtaHa n 100 mn 6e3BogHOrO MeTaHona Mpomnyckanu npu ne-peMeLunBaHum B
TeyeHue 45 MWH NOTOK O30Ha (3 r o30Ha/yac). 3aTem pacTBOp NpodyBany B TeYeHVWe 5 MUH KUCMOpOAOM U B
TeueHne 10 MuH aproHom. MNocne gobaeku 5 mn (67,7 Mmonen) aMmeTuncynb-pyaa nepemMeLlLMBany B Te4eHne
16 4 Mpy KOMHaATHOM TemnepaTtype. PeakumnoHHy0 CMecb yrnapvBamm B Bakyyme, octatok obpabareianm 200 mn
anxrnopme-taHa u nocrie go6aeku 20 mn Boabl U 20 MN TPUATO-PYKCYCHOM KUCMOThI NepeMeLLBani B TeYeHve 3
Y npu KOMHaTHOW Temnepatype. 3atem cmecb BblvBanv B 100 Mn BOAbl M MpY MepeMemBaHnun HenTpanu-
30Banm, JobaBnsaa ¢ NoMoLLbIo WnaTens rmgpokap-6oHat Hatpus. MNocne atoro gobasnanm ewe 100 mn BoAl,
pasgendami asbl M BoAHyl0 a3y ABaXAbl IKC-TparMpoBarM COOTBETCTBEHHO ropumsMu no 150 mn
avnxnopmeTaHa. CoefuHeHHble opraHudeckue pasbl CywmnM Hag cynbdatoM MarHusi, KOHUEHTpUpoBanM B
BakyymMme M MOJly4YeHHbI CbIpOW MPOAYKT KpucTannu-3oBanu u3 atunauertata/rekcaHa. B pesynbtate no-nyyanm
6,6 r (71%) (RS)-2-(2-okcoaTun)-7-meToKcH-1-MHAaHOHa B Buae 6ernoro TBepAoro BelwecTsa ¢ 1.ni. 102°.

B) PactBop 2,04 r (10 wmmonen) (RS)-2-(2-okcoatun)-7-meTokcu-1-uHgaHoHa u 80 m™r n-tonyon-
cynbdokucnoTel B 90 mn 6e3BoAHOIO Tonyona Ha-rpesanu B BogooTaenutene. B kunswmia pactsop B TeveHve 5
MWH gobasnsmm no kamnam pacteop 3,0 r (40 mmonen) (RS)-1-amnHo-2-nponaHona B 20 mn 6e3BogHoOro
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Tonyona. 3aTeM NPoAoIDKanNM KUNATUTL eLle B TedeHue 35 MuH, mpuyem o6bem pacTBopuTe-ns Cokpallanm go 25
M. OXMaXAeHHY peakuMOH-HY0 CMeCb O4YMLani nocpeacTBOM KOFIOHOYHOMW Xpo-maTtorpadum Ha cunuvkarese
(emnauetat/Tonyon 2:3). B pesymbtate nonyvarmm 1,1 1 (45%) (RS)-1-(8-meTokcu-1,4-gurngpomHaeHol[1,2-
b]mppon-1-un)-nponaH-2-ona B Buge KOPUYHEBOIO Macna, KOTOpOe HenocpeacTBEHHO WCMonb30BanM B
rocrie4yloLen peakumm.

r) B oxnaxaeHHsin go 0° pacteop 1,1 r (4,5 mmons) (RS)-1-(8-meTtokemn-1,4-agurmgponHaeHo-[1,2-blnmppon-1-
un)-nponaH-2-ona 1 2,5 mn (18,0 Mmmonen) TpuaTunamumHa B 25 Mn AguxyiopmeTta-Ha Mpu nepemeLuMBaHum
pobaenanm no kannsam 0,7 mn (9,0 mmonen) meTaHcynboHUNXIOpYAA M NPoAoSDKanM NepeMeLLnBaTth eLle B
TeyeHue 1,5 4 mpu 31Ok TemnepaTtype. 3aTeM peakuMoHHylo cMecb pasbasnanv 200 mn guatmnosoro adupa,
ABaXdbl MPOMbIBanM COOTBETCTBEHHO MopumsiMu Mo 70 M HacbIWEHHOro pacTBopa rugpokapboHaTa HaTpus u
coedvHeHHble BOAHble basbl OAMH pa3 JKcTparvpo-sarm ¢ nomowpto 140 mn guaTtunosoro 3adupa. Co-
e[VHeHHble opraHudeckue dasbl NpombiBanyM 70 MM HacbIWEHHOrO pacTBopa Xropwga HaTpws, CyLUMnM Hapg,
cynbdatom MarHus v ynapveanu B Bakyyme. [onydeHHoe kopuyHeBoe macro pacteopsnm B 40 mn 6e3BogHoro
anmeTundopmammaa, obpabareiBarm 526 mr (8,1 Mmonen) asmaa HaTpMs U peakUMoHHY0 CMECb HarpeBanu npu
nepemMelwmBaHum B TedeHne 29 4 go 60°. MNocne oxnaxaeHus pacTeop BbiwmBanu B 140 mn Bogbl M ABaXAbl
3KCTparMpoBanM CooTBeT-CTBeHHO nopumsmn no 140 mn guatunosoro adwupa. CoeguHeHHble opraHudeckue
¢asbl NpomMbIBanmM o ogHoMy pasy cooTseTcTBeHHO 140 mn Boabl 1 140 Mn HacbIWEHHOro pacTeopa xnopuaa
HaTpus, CylMM Hag, cynbdaToM MarHusi U KOHLEHTpMpOoBarm pac-TBOp B Bakyyme. [lonyyeHHoe KOpW4HeBOe
Macrio oYuMLWAanM NocpeAcTBOM KOSIOHOYHOM xpomatorpadpum Ha cunukarene (tonyon). B pesynbTate nonyyanm
0,68 r (56%) (RS)-1-(2-a3ugonponun)-8-meTokcn-1,4-gurugpomHaeHo[1,2-b]Jnmppona B Buae 6ecuseTHOro Macna.

a) 0,67 r (2,5 mmonsa) (RS)-1-(2-a3ugonpomnn)-8-meTokcu-1,4-gurngpovHaeHo[1,2-blnmppona, pactso-
peHHoro B 25 mn 6e3B04HOr0 9TaHona, rmapmMpoBamv B MPUCYTCTBUM 67 Mr OKMCK NnaTuHbl B TedeHne 5 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanm3aTopa, NPOMbI-Bany 3TaHOJIOM U OTTOHSNKU pacTBopuTeSNb B Bakyyme. [MonyvyeHHoe
6ecuseTHoe macno pacTteopsim B 70 mn 6e3BogHOro AnSTUNOBOrO 3dhmpa, punbTpoBam 1 Npu nepemMeLLmMBaHum
obpabartbiBarm pactesopoM 273 Mmr (2,35 mmornsi) oymapoBow kucrnoTel B 10 M MeTaHoma. 3atem nepemMeLumsanm
B TeueHue 22 4 npu KOMHaTHOW TemnepaType, nocre 4ero oT-punbTpoBbIBaM 6enbie kpuctannbl. B pesyneTtate
nonydyanm 559  wmr  (74%) dymapara  (RS)-2-(8-meTtokcu-1,4-aurmgpounHgero[1,2-blavppon-1-un)-1-
mMeTunaTunamuda (1:0,5) ¢ T.nn. 193°.

Mpumep 68

a) Pacteop 23,3 r (0,105 mons) (RS)-3-penun-1-tetpanona, 21,6 mn (0,25 monsa) 3-6yteH-2-ona 1 230 mr n-
TonyoncynsdokucrnoTel B 21,6 mn 2,2-gumeTokcunponana n 230 mn 6e3BogHOro Tonyona kunatunm B TeveHne 30
4 Cc o0bpaTHbIM XOMOAWIbHUKOM. 3aTeM peakUMOHHYI0 CMeCb KOHLEHTpMpOBanM B BakyymMe M ouuwanm
nocpeacTBOM KOMOHOYHOW Xpo-Matorpadum Ha cunvkarene (rekcaH/guatunosbin acpmp 4:1). B pesynbTate
nonyy4anu 11,8 r (41%) (2RS/3RS)-2-(2-6yTeH-1-un)-3-cbeHnn-1-TeTpanoHa B BUAe Macsia KpacHOro useta.

6) Yepes oxnaxpaeHHbn go -70° pacteop 11,8 r (42,7 mmons) (2RS/3RS)-2-(2-6yteH-1-un)-3-dpeHns-1-
TeTpanoHa B 300 mn 6e3BogHoro auxrnopmeTtaHa u 100 mn 6e3BogHOro MeTaHona npu MepeMeLuMBaHuu
nponyckanm B TedeHne 40 MuH noTok o3oHa (3 r o30-Ha/uac). 3aTtem pacTBOp MpoAdyBanu B TeyeHue 5 MuH
kucropogom u B TeuyeHne 10 muH aproHom. locne pobaeku 4,45 mn (60,8 mmonen) avmeTuncynbduaa
nepeMelwmBanv B TevyeHve 17 4 nNpu KOMHaTHOW TeM-mepaType. PeakuuoHHylo CMecb ynapuBanm B Bakyyme,
octatok obpabatbiBarm 300 mn guxnopmetaHa u nocrie fo6aekvu 30 mn Boabl M 30 MmN TpUdTOPYKCYC-HOM
KMCIOTbl NepeMeLIBanv B Te4eHne 2 4 npy KOM-HaTHoW Temnepartype. 3atem cmech BolvBanu B 100 mn Bogbl 1
npy nepeMeLLMBaHMKM HerTpanusoBanu, JobaBnsas ¢ nomowpio wnatens rugpokapboHaT HaTpus. Mocne aToro
pobasnanu ewe 100 mn Bodbl, pasdensanu dasbl U BoAHy a3y ABaKAbl SKCTParn-poBanm COOTBETCTBEHHO
nopumsmu no 150 mn gu-xnopmeTtaHa. CoefduHeHHble opraHudeckve dasbl CyLUMM Hag CynbdaTtoM MarHus,
KOHLUEHTpVMpOBamiM B BakyyMe W TMONyYeHHbI CbIpOW MPOAYKT ouuwanyu nocpeacTBOM  KOMOHOYHOM
Xpomarorpadum Ha cunu-karene (Tonyon/atunauetat 9:1). B pesynbtate no-nyyamm 9,7 r (86%) (2RS/3RS)-2-(2-
oKcoaTwn)-3-heHun-1-TeTparnoHa B BUAE XXeNToro Macna.

B) PactBop 2 r (7,6 mmonen) (2RS/3RS)-2-(2-okcoatun)-3-cbeHun-1-tetpanoHa u 80 wmr n-tonyon-
cynbdokucnoTel B 70 mn 6e3B0AHOMO ToNyona Ha-rpesanu B BogooTaenurene. B kunswmi pactsop B TeveHve 5
MUH no kannam gobasnsamm pacteop 2,18 r (29,0 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BOAHOMO
Tonyona. 3atem npoAdormkan KunaTuTe ewle B TedyeHne 30 MWH, NpuieM o6beM pacTBOpuUTENs Cokpalamn 4o 25
M. OxnaxAeHHylo peakLMOHHYI0 CMEeChb OYMLLANM MOCPeACTBOM KOFIOHOYHOW Xpo-maTtorpadvu Ha cunvkarerse
(enaueTat/Tonyon 1:9). B pesynbtate nonydanu 1,04 r (45%) (2RS/4RS)-1-(4,5-aurngpo-4-pennn-1H-
6eHs[g]vH-gon-1-un)-nponaxH-2-oa B BUAe KOPWYHEBOIO Macrna, KOTOpOe HenocpeACTBEHHO WCMonb3oBariv B
nocrne-AyroLlen peakuum.

r) B oxnaxgeHHbin go 0° pacteop 1,04 r (3,4 mmons) (2RS/4RS)-1-(4,5-aurnapo-4-teHun-1H-6eHs[glvHaon-
1-vn)-nponan-2-ona u 1,9 mn (13,6 mmonew) TpuatunammHa B 30 MmN guxropmeTta-Ha Mpu NepeMeLuBaHum
pobasnanm no kamnam 0,53 mn (6,8 Mmonen) meTaHcynboHunxnopuaa M NPoaoKanM nepeMeLLmBaTh eLle B
TeyeHue 1,5 4 mpu aTon TemnepaTtype. 3aTeM peakuMoHHylo cMecb pasbasnsanv 200 mn Auatunosoro adupa,
ABaXdbl MPOMbIBanMM COOTBETCTBEHHO MOpuUMsaMM MO 70 M HAacbIWEHHOro pacTBopa rugpokapboHaTa HaTpus u
coefVHeHHble BoAHble asbl OOWH pa3 aJKcTparMpo-samm ¢ nomowpto 130 mn guatunosoro adupa. Co-
eaVHeHHble opraHndeckue dasbl npombiBamm 100 M HAcbILEHHOrO pacTBopa Xfiopuaa HaTpus, CyLWMWM Hag
cynbdaToM MarHvst 1 ynapusanu B Bakyyme. [MofnyvyeHHoe KOpuyHeBOe Macno pactsopsinv B 25 mn 6e3BogHOMO
anmeTtnndopmamumaa, obpabdartsisarm 0,45 r (6,8 Mmoneit) asvaa HaTpPUS M peakUMoOHHYI0 CMECH HarpeBanm npu
nepemeLlmBaHum B TedeHve 64 go 60°. lMocne oxnaxaeHust pacteop BblmvBarm B 140 mn BoAbl M ABaXAbl
3KCTparvpoBanyM COOTBETCT-BeHHO nopuusmn no 140 mn guatunosoro adupa. CoeguHeHHble opraHudeckue
hasbl MpOMbIBaMM Mo 0gHOMY pady cooTBeTcTBeHHO 100 mn BoAbl M 70 MA HacbIWEHHOrO pacTBopa xropuaa



41316

HaTpus, CyWIMIM Hag cynbdaToM MarHusi U KOHLEHTpMpoBanm pac-TBOp B Bakyyme. [lonyyeHHoe KOpu4HeBoe
Macno ouuwany nocpeacTBOM KOMOHOYHOM XpomaTtorpadum Ha cunuvkarene (tonyon). B pesynbTate nonyyamm
473 mr (42%) (2RS/4RS)-1-(2-asngonpomvn)-4,5-gurugpo-4-cenun-1H-6eH3[gluHaoona B Buge 6Gec-uBeTHOro
macna.

a) 473 wmr (144 wmwmonsa) (2RS/4RS)-1-(2-a3n-gonponmn)-4,5-aurngpo-4-denun-1H-6ens[glvHgona,
pactBopeHHoro B 20 mn 6e3Bo4HOM0 3TaHomna, rma-pupoBanu B NpucytctBum 50 Mr okucK NnNaTuHbl B Te-4eHue 5
4. 3ateM OTUNBLTPOBBIBANM OT KaTanmMsaTo-pa, MPOMbIBaM 3TAHONIOM U pacTBOPUTESNb OTIOHSAMM B Bakyyme.
MonyyeHHoe 6GecuBeTHoe Macrno pacteo-psim B 40 mn 6e3BogHOrO AMAITUMOBOrO admpa, hunbTpoBanm u
obpabartbiBarm npu nepemelumBaHuy pactsopom 148 mr (1,28 mmons) doymapoBon ku-crnoTel B 5 M meTaHona.
3atem nepemelwmBanM B TeyeHue 7 Y Mpu KOMHATHOW TemmepaTtype, nocrne 4e-ro oTunbTpoBbiBam bernbie
Kpuctannel. B pesynbtate nonydanum 446 wmr (74%) dymapata (2RS/4RS)-2-(4,5-5-gurngpo-4-dpennn-1H-
6eH3[g]uHgon-1-un)-1-memmnatunammya (1:1) c T.nn. 187°.

Mpumep 69

a) PactBop 20 r (96 mmonen) (RS)-3-peHun-1-nHgaHoHa, 20 mn (0,23 monsa) 3-6yteH-2-ona u 200 mr n-
TonyoncynbdokmcroTel B 20 mn 2,2-aumeTokcunponada n 200 mn 6e3BogHOro Tosyora KUnatumm B TeveHne 22 Y
€ 06paTHbIM XONoAUIbHMKOM. 3aTeM peakLMOHHY0 CMeCb KOHLIEHTPMPOBAanM B Bakyyme 1 O4MLIany nocpeacTsom
KONIOHOYHOWM Xpo-Matorpacum Ha cunukarene (rekcaH/atunauetar 5:1). B pesynbtate nonyyanu 10 r (40%)
(2RS/3RS)-2-(2-6yTeH-1-un)-3-dbeHnn-1-mHgaHoHa B Buae Xer-Toro macrna.

6) Yepes oxnaxgeHHbli go -70° pacteop 10 r (38,1 mmonewn) (2RS/3RS)-2-(2-6yteH-1-un)-3-deHnsn-1-
wHgaHoHa B 200 mn 6esBogHoro guxyop-meTtaHa u 70 mn 6e3BoAHOrO MeTaHora Mpu nepe-meLumBaHnmn
nponyckanu B TevyeHne 40 MWH MoTOK o30Ha (3 r 030Ha/dac). 3aTem pacTBOp MpoAyBarM B TeyeHne 5 MuH
kMcrnopogom u B TeveHne 10 muH ap-roHoMm. Mocne pobaekm 4,3 mn (58,2 mmonen) gume-tuncynbduga
nepeMewwwvBanM B TevyeHve 16 4 nNpm KOMHaTHOW Temnepatype. PeakuMOHHyI0 CMecCb yma-pvBanM B Bakyyme,
octatok obpabarteiBarm 150 mMn guxrnopmeTaHa m nocrne gobasku 20 mn Boabl U 20 Mn TPUTOPYKCYCHOM
KMCIOTbl MepemeLuBany B TedeHne 1 4 npu komHaTHOM Temnepartype. 3ateM cmeck BolvBanm B 100 mn Bogbl 1
npy NepeMeLLMBaHnK HelTpanu3oBamm, AobaBnsas ¢ NOMOLWIO Wna-Tens rugpokapboHaT Hatpus. Mocne aToro
pobasnanu ewe 100 mn Bogpl, pasgensim gasbl M BOAHYIO hasy ABaxXAbl IKCTparmpoBan COOTBETCTBEHHO Mop-
umamm no 150 mn gmxnopmeTaHa. CoeguHeHHble oOp-raHuyeckve hasbl Cylmnm Hag CcynbdatoM MarHus u
KOHUeHTpupoBamin B Bakyyme. B pesynbTtate nomydanu 9,5 r (99%) (2RS/3RS)-2-(2-okcoatun)-3-peHnn-1-
WHOaHOHa B Buge Mmacna, koTopoe 0e3 AanbHeil-lien nepekpuctannmsauuy Mcrnonb3oBamv B MOcre-AytoLlen
peakuuu.

B) PactBop 3,0 r (12 mmonen) (2RS/3RS)-2-(2-okcoatwn)-3-cpeHun-1-uHgaHoHa n 100 mr n-tonyon-
cynbdokucroTsl B 100 mn 6e3B0gHOIO Tonyosa Ha-rpeBany B BogootaenmTene. B kunawmin pacteop B TeyeHve 5
MUH Mo kannam pobaensnm pacteop 3,6 r (48 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BoAHOro
Tonyona. 3aTemM npodospKanm KunaTuTe elle B TedeHne 35 MyH, npudeM o6bem pacTBopuTens cokpawamm go 25
Mn. OXrnaxAeHHYI0 peakUMOH-Hyl0 CMeChb OuYumLLany rnocpeacTBOM KOSMIOHOYHOW Xpo-maTtorpadum Ha cunukarene
(emnaueTat/Tonyon 1:1). B pesynetate nonydamm 2,4 r (69%) (2RS/4RS)-1-(4-benun-1,4-gurngponHaeHo[1,2-
blmppon-1-un)-nponaH-2-ona B Buge Macna, KOTOpOe HenocpeACTBEHHO MCMOMb30BamiM B MOCMeAyoLLen
peakuum.

r) B oxmaxpeHHbin go 0° pacteop 2,3 r (7,9 mmonen) (2RS/4RS)-1-(4-peHun-1,4-gurngpovH-geHol1,2-
blmppon-1-un)-nponan-2-ona n 4,46 mn (31,8 mvmomnb) TpuatwunammHa B 60 MmN guxriopmeTaHa npu
nepemewmvBaHum gobaenanm no kannam 1,24 mn (15,9 mmonei) meTaHCcynbgOHUIXIopuaa 1 npogosbkanm
nepemMelwmBaTtb ele B TedeHne 1,5 4 npu aton Temnepartype. 3aTeM peakuMoHHyto cMecb pasbasnsim 200 mn
anatunoBoro adupa, ABaxdbl MPOMbIBaNM COOTBETCTBEHHO nopuusamyu no 70 M Hacbl-LEeHHOro pacTeopa
rmgpokapboHaTta HaTpus WM CO-eAMHEHHble BOAHble hasbl OAWMH pas 3KcTparMpoBamm ¢ rnomowpio 140 mn
anatunosoro adpupa. CoeauHeHHble opraHndeckue asbl npombiBanm 70 M Hacbl-LUEHHOro pacTeopa xropuga
HaTpus, CYLUMNM Hag cyrbdaTtom marHusi u ynapvsanu B Bakyyme. Nony-4eHHoe KOpMyHeBOe Macno pacTBOpsm
B 60 mn 6e3-sogHoro gumeTundopmamumaa, obpabatsiBanm 884 mr (13,6 Mmornen) asuga HaTpuUs U peakUMOHHYHO
CMEeCb HarpeBarv npu nepemeLlLnBaHmm B Tevenme 16 4 go 60°. MNocrne oxnaxaeHus pacteop Boimmeanu B 140 mn
BOAbI M OBaXAbl IKCTparMpoBany COOTBET-CTBeHHO nopumsmu no 140 mn guatunosoro adumpa. CoeanHeHHble
opraHmyeckue dasbl NpoMbiBanM Mo ogHoMy pasdy cooTBeTcTBeHHO 140 mn oAbl M 140 MN HaCbIWEHHOrO
pactBopa xropuga HaTpusi, CyWMnu Hag cynbdaTtoM MarHusi U KOHLUEHTPMpOBain pac-TBOP B BakKyyMe.
MonyyeHHOe KOpUYHEBOE Macsio OYMLLany NOCPeACTBOM KOMIOHOYHOW Xpomatorpadpum Ha cummkarene (Tosnyorn).
B pesymbtate nonyyamm 1,22 1 (49%) (2RS/4RS)-1-(2-asnponponun)-4-cberHnn-1,4-gurngponHaeHol1,2-
blnmppona B BMae macna, crnerka okpalleHHOro B KOPUYHEBbIN LBET.

a) 12 r (38 wmwmona) (2RS/ARS)-1-(2-asugonpo-nun)-4-cbenun-1,4-aurugponHgero[1,2-bjimppona,
pacTtBopeHHoro B 50 mn 6e3B0AHOr0O aTaHona, Ma-puposany B npucyTcTBumn 120 Mr okMcu NnaTuHbl B TeveHue 5
Y. 3ateM OoTWUNLTPOBBLIBAIM OT KaTanu3a-Topa, MPOMbIBanM 3TAHOJIOM U OTFOHAMM PacTBOPUTENb B BaKyyme.
MonyyeHHoe GecuBeTHoe macno pacteopsiiv B 100 mn 6e3BogHOro AMaTMNOBOro adpupa, unbTpoBamm u
obpabatbiBanu npu nepe-meLumBaHumn pactsopom 480 mr (4,13 mmons) pyma-poBow kucroTel B 20 M meTaHona.
3atem nepeme-wmBanM B TeveHMe 16 4 MpM KOMHATHOW TemnepaType, Mocrie 4ero OoTdWNbTPOBbIBaNM
kpuctannbl. B pe-3ynbtate nonydanu 1,04 r (65%) dymapata (2RS/4RS)-2-(4-bennn-1,4-gurnagpouHgeHo[1,2-bl-
nuppon-1-un)-1-metnnatmnamumna (1:0,86) c T.nn. 191°.

Mpumep 70

a) 13,7 r (77,0 mmonew) 8-meTokcK-1-TeTparnoHa pacTBopsinu B atmocdepe aproHa B 140 mn Tonyona, nocne
yero gobasnsnm 13,3 mn (155 mmonen) 3-6yTteH-2-ona, 14,2 mn (116 Mmmonen) 2,2-gumeTokcu-nponaHa n 300 mr
n-Tonyorncynbdok1cnoTel. Pac-tBop HarpeBarm B TedeHne 90 4 ¢ obpaTHbIM XOno-AurbHUKOM. PactBoputenb
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yaananM B Bakyyme W oOcC-TaTok xpomartorpacdwupoBarm Ha 500 r cunvkarend cHadana C  MOMOLUbHO
rekcaHa/aTunauetata B COOT-HOWeHuM 9:1, 3aTeM rekcaHa/aTunaueTtata B COOT-HOWeHUW 4:1 u, HakoHeL,
rekcaHa/aTmnauetata B co-OTHOweHun 1:1. B pesynbTate Hapsgy CO 3HauuTeNbHbIM  KOMMYECTBOM
HernpopearvpoBaBsLUero aayk-ta (8,3 r) nonydamm 3,95 r (22%) 2-(2-6yTteH-1-un)-8-meTokcu-1-TeTpanoHa B Buae
XenToro macna.

6) 114 r (49,5 mmonewn) 2-(2-6yteH-1-un)-8-meTokcu-1-TeTpanoHa pacTBopsiim B cmecu u3 340 mn
anxnopmeTtaHa n 100 mn meTaHona, 3aTem oxnaxzarm A0 -75° u 030HMpOBanM OBOWHYHO CBSI3b MO OObIYHOM
MeToauke. lNocne nMpoayBKM peakLVOHHOW CMECK KUCIOPOAOM M aproHom gobaensanm no kannsm 7,2 mn (99,0
MMmonen) gumeTuncynbduga. Cmecu gaBanv HarpeTbCsd OO0 KOMHATHOW Temrepatypbl M nepeMelvBani B
TedyeHve 17 4. PactBoputenb ypansanu B Bakyyme, ocTaTok pactBopsiiv B 200 mn guaTtunoBoro adpupa u
npoMbIBarm BogoW. 3aTeM CyLumnm ¢ nomoLbio cynbdata HaTpus, punbTpoBa-NM U ynapmesamm 1 nomyyany npu
atom 10,6 r cmecu n3 gumeTunaueTans n anbgervga. 7,0 r aTon cmecu pacteopsarv B 70 Mn MeTuneHxmnopvaa u
nobaensanu B cmecb 13 8,4 mn 10%-Hon BogHON LiaBe neBon ku-cnotel, 80 r cunukarens n 210 mn guxnopmeTaHa.
3atem nepemMeluBanM B TeyeHne 2 4 Mpu KOMHaTHOM TemnepaTtype. B pesynbTate BbiMbIBaHUSI C MOMOLLHO
AvxrnopMeTaHa/guaTunosoro adupa 9:1 nonyyanu 5,6 r 8-meTokcK-2-(2-0kcoaTvn)-1-TeTpanoHa B B1ge CBETo-
KOPUYHEBOro Macra.

B) 400 mr (1,8 mmons) 8-meTokcn-2-(2-okcoaTun)-1-TeTpanoHa HarpeBanu ¢ 06paTHbIM XONOAMIbHU-KOM B
atmocdepe aproHa ¢ 205 mr (2,0 mmonsa) N-aueTunaTuneHgmamvHa B 8 mn Tonyona B TedeHne 15 muH. 3atem
pacTBOpuUTENb yAansnu B Bakyyme W OCTaTok xpomatorpadupoBamm Ha 40 r cunukarens cHadana ¢ nomoLlbio
rekcaHa/aTunaueTtaTa 1:1, a mo-ToM ¢ noMoLbto 3TunaueTtarta. B pesynetate nony-yamm 280 mr (54%) N-[2-(4,5-
Anrngpo-9-meTtoken-1H-6eHs[gluHgon-1-un)aTun]-auetamuaga B BUAe Xento-Batblx kpuctannos ¢ T.nn. 132-133°.

r) 2,3 r (8,0 mmonen) N-[2-(4,5-gurngpo-9-meTokcn-1H-6eH3[gluHgon-1-un)atun]-auetammnga Harpesanu B
atmocdpepe aproHa B 23 M aTuneHrmm-kons/soapl 2:1 B npucytcteum 2,70 1 (48,2 MMonen) rmapooKUcH Kanus B
TeueHne 16 4 go 140°. MNocne oxnaxAeHWs peakUMOHHY0 cMechb BblmBamm B 200 M NonyKOHLEHTPMPOBAHHOIO
pacTBopa xfopu-ga Hatpus. 3atem Tpuxabl KCTparMpoBanm C MOMO-LUbl0 AUITUIIOBOrO 3dupa, coeanHeHHble
3KCTPaKTbl NPOMbIBANM OAUH pa3 HacblLLUEHHbIM PacTBOPOM XMO-puaa HaTPUst, CYLUMIM Hag CyfbdaTtom HaTpus,
punbTpoBarmM 1 ynapmearm. Cbipoii mpoAdykT pacTtBo-psim B 20 mn MeTaHorna u obpabatbiBanm 0,93 r
(8,0 mmoneit) doymapoBoOW KUCIOThI. BhinaBlune Kpu-cTansbl nepeKkpucTannM3oBbiBany 13 B OOLLEN CIOX-HOCTU
70 mn meTaHona. B pesynbTate nonyvanm 1,76 r (61%) dpymaparta 2-(4,5-gurngpo-9-meTtoken-1H-6eHs[glvHaon-
1-un)-atmnamwuHa (1:1) B BUge xen-toBaTbiX KpUcTansos ¢ T.nm. 184-185°.

Mpumep 71

a) Pacteop 21,5 r (0,13 mons) 4-meTokcu-1-mHaaHoHa, 27,4 mn (0,32 mons) 3-6yteH-2-oma n 210 mr n-
Tonyoncynbdok1crnoTel B 27,4 mn 2,2-gumeTokcunponana u 210 mn 6e3BogHOro Tonyorna Kunatunm B TeveHne 16
4 c 0bpaTHbIM XOMOAWIbHUKOM. 3aTeM peakUMOHHYI0 CMeCb KOHLEHTPMpOBanM B BakyymMe M ouuwanm
nocpeacTBOM KOFIOHOYHOW Xxpo-matorpadum Ha cunukarene (rekcan/atvnauetar 9:1). B pesynbTate nonyyanm
6,42 r (23%) (RS)-2-(2-6yTeH-1-un)-4-meToKcK-1-MHOAaHOHA B BUAe XenToro macna.

0) Yepes oxnaxaeHHbli oo -70° pacteop 6,42 r (29,7 mmonen) (RS)-2-(2-6yTeH-1-un)-4-meToKcu-1-mHgaHoHa
B 180 mn 6e3BogHoro guxropmetaHa u 60 mn 6e3BOOHOrO MeTaHona Mpu MepeMeLuvBaHuM Mporyckamm B
TeueHne 35 MUH MOTOK 030Ha (3 r 030-Ha/yac). 3aTtem pacTBop MpogyBanu B TeyeHue 5 MWH KUCMOPOAOM M B
TeueHne 10 muH aproHowm. MNocne go6asku 3,3 mn (44,7 mmonsa) AumeTUncynbduaa nepemMelLmMsani B Te4eHve
16 4 Nnpu KOMHaTHOW TemnepaTtype. PeakunoHHyto cMecb ynapvBanmm B Bakyyme, octatok obpabareianm 200 mn
anxnopmeTaHa u nocne gobasku 20 mn Bogpl M 20 M TPUPTOPYKCYC-HOM KUCTOThI NEPEMELLIMBAIN B TeYeHue 2 4
npv KOMHaTHOW Temnepartype. 3aTteM cmech BblvBanv B 100 mMn BoApl U Npy NepemeLlnBaHny HenTpanusosanw,
[o6aBnas ¢ NoMoLLpto WnaTens rugpokapboHat HaTpus. MNMocne atoro gobasnsanu ewe 100 mn BoAgkl, pasaensnm
da3bl 1 BogHy a3y ABaXAbl IKCTparM-poBanM COOTBETCTBEHHO nopuusamu no 150 mn gm-xnopmeTtaHa.
CoegvHeHHble opraHuyeckve asbl CyWwMmM Hag Cyfbgartom MarHus, KOHUEHTpMpOoBarM B Bakyyme U
MOJly4YeHHbIV CbIPON NMPOAYKT KpUCTannu-3oBanu u3 atunauetarta/rekcaHa. B pesynbTtate no-nyvanu 5,1 r (84%)
(RS)-2-(2-okcoaTun)-4-meTokcmK-1-nHaaHoHa B Buge beroro tBepgoro Belectsa ¢ T.nm. 71°.

B) PactBop 2,04 r (10 wmmonewn) (RS)-2-(2-okcoatun)-4-meTtokcu-1-nHgaHoHa wu 80 wmr n-Ttonyon-
cynbdokucnoTel B 90 mn 6e3B0AHOMO Tonyona Ha-rpesanu B BogooTaenurene. B kunswmi pactsop B TeveHve 5
MWH no kannsm gobaenanu pactesop 3,13 r (41,7 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHoOro
Tonyorna. 3aTteM NPOAOIPKANM KUNATUTL eLle B TeyeHue 35 MuH, npuyem ob6bem pacTBopuTe-nisi cokpalianm go 25
Mn. OXnaXAeHHY0 peakUMOH-HY0 CMeChb O4YumLany rnocpeacTBoM KOMIOHOYHOW Xpo-maTtorpadum Ha cunvkarene
(enaueTat/Tonyon 1:4). B pesymbtate nonysamm 0,7 r (29%) (RS)-1-(5-meTtokcmu-1,4-aurngponHgeHo[1,2-
blmppon-1-un)-nponaH-2-ona B BMOEe KOPWYHEBOrO Macrna, KOTOpOe HernocpeACTBEeHHO WCronb30Banu B
nocrneaytoLlen peakumm.

r) B oxnaxaeHHbin go 0° pacteop 0,7 r (2,9 mmons) (RS)-1-(5-meTokeu-1,4-gurngponHgeHo [1,2-bjnmppon-1-
un)-nponaH-2-ona u 1,6 mn (11,5 mmonewn) TpuatunamuHa B 20 Mn AguxrnopMeTa-Ha Mpyu nepemMeLunBaHum
pobaenanu no karmnam 0,45 mn (5,77 mMonen) MeTaHCcybQOHUNXOpUAA U NPOLOITKaM nepemMeLlLmBaTh eLle B
TeyeHue 1,5 4 mpu aTon TemnepaTtype. 3aTeM peakunoHHylo cMecb pasbasnanv 200 mn guatunosoro adupa,
OBaXdbl MPOMbIBanMM COOTBETCTBEHHO MOpuMsaMM Mo 70 M HacbIWEHHOro pacTBopa rugpokapboHaTa HaTpus u
coefVHeHHble BoAHble asbl OOWH pa3 3JKcTparMpo-samm ¢ nomouwpto 140 mn guatunosoro adupa. Co-
eQVHeHHble opraHuyeckve asbl nMpombiBanm 70 MM HacbIWEHHOro pacTBopa X/opuaa HaTpus, CYLIMIM Hag
cynbdatoM MarHus 1 ynapuesanu B Bakyyme. [MonyvyeHHoe KopuyHeBoe macno pactsopsinm B 20 mn 6e3BogHOMO
anmeTundopmammga, obpabatsisarm 366 mr (5,6 Mmornen) asmaa HaTpust ¥ peakUMOHHYI0O CMeCb HarpeBanu npu
nepemewmBaHum B TedeHne 18 4 go 60°. Mocne oxnaxaeHus pacTBop BblmBanu B 140 mMn Boabl M OBaXAbl
9KCTparvpoBany COOTBET-CTBeHHO nopuusmn no 140 mn guatunosoro adupa. CoeguHeHHble opraHudeckue
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¢asbl NnpoMbIBanmM no ogHOMy pasy cooTBeTcTBeHHO 140 Mn Bogbl 1 140 Mn HacbIWEHHOro pacTeopa xropuaa
HaTpus, CyWMM Hag cynbdaToM MarHusi 1 pacTBOP KOHLEHTPMPOBa-nv B Bakyyme. [lonyyeHHoe KOpu4HeBOe
Macno o4u-anM nocpeacTBOM KOMOHOYHOM Xxpomatorpadum Ha cunvkarene (Tonyorn). B pesynbTate nonyyamm
0,55 r (73%) (RS)-1-(2-a3angonponun)-5-meTokcu-1,4-gurng-povHaeHo[1,2-bjrmppona B Buge 6ecLBeTHOro
macna.

a) 054 r (2,0 mmonsa) (RS)-1-(2-asugonpommn)-5-meTokcu-1,4-gurngpovHaeHo[1,2-blnmppona, pactso-
peHHoro B 20 mn 6e3B0AHOIO 3TaHomMa, FMAPUPOBan B MPUCYTCTBUM 54 MI OKUCK NraTuHbI B TeveHue 17 4. 3atem
OTUMbTPOBbLIBaNM OT KaTanuMaaTtopa, NPOMbI-Bany 3TaHOMOM M OTTOHSINN PacTBOPUTENb B Bakyy-Me. [MonyveHHoe
6ecuBeTHoe mMacno pacTteopsnm B 50 mn 6e3BogHOMO AM3aTUIIOBOro acumpa, punsTposa-mm u obpabarsiBany npu
nepemewvBaHum pacteo-pom 110 mr (0,95 mmonda) dymaposon kucrnotel B 10 Mn meTaHona. 3aTem
rnepeMewwvBanM B TeyeHWe 22 4 MpuM KOMHATHOW TemnepaTtype, nocrne 4ero oOT-purbTpoBbiBarmM Gerblie
kpuctannel. B pesynbtate nonyyanu 500 mr (83%) dymapata (RS)-2-(5-meTtokcu-1,4-gurmgpovHaeHol[1,2-
blmppon-1-un)-1-metmnatmunamuna (1:0,5) ¢ T.nn. 194°.

Mpumep 72

a) PactBop 0,95 r (3,1 mmonsa) (2RS/4RS)-2-(4,5-aurngpo-4-dpeHun-1H-6en3[gluHgon-1-un)-1-metun-
amnamuHa B 15 mn 6e3BogHoro mvpuauHa obpabateiBamm 15 mMn aHrMgpuga yKCYCHOW KUCIOTbl U Ha-rpesany
npv nepemewwmsaHnn B TedeHne 30 muH o 50°. 3aTem peakuMOHHYI CMeChb CrvBanu Ha nep n obpabatbiBanm
70 Mn HacbIWeHHOro pactBopa rua-pokapboHata HaTpus. 3aTtem ABaxXObl 3KCTPArMpoBa-fiMi COOTBETCTBEHHO
rnopuusamu no 100 mn guxnopmMe-taHa, CoenHEHHbIe opraHuyeckne dasbl OAVH pa3 npombiBamm xonopaHon 3H
CEPHOWN KUCIIOTOM M OAUH pa3 XOnoAHbIM HacblLEHHbIM pacTBOPOM ruapokap-6oHaTta HaTpus. ocne cyliku
pacTtBopa Hag Cynb-aTtoM MarHus pacTBOpWUTENb OTIOHANM B BakyymMe W ocTaTtok pacteopsim B 40 mn
0e3BogHOro guokcaHa. 3atem pgobaensnu 729 wr (3,21 mmonsa) OOB u kuns-tumm B TedeHne 1 4 ¢ obpartHbIM
XOMOAMMBbHMKOM, MOCMie 4Yero peakuMOHHYId CMeChb KOHUEHTPMpOBanM B BakKyymMe M OCTaToK Oouuwanm
nocpeacTBOM KOJIOHOY-HOW Xpomatorpadmm Ha curmkarene (guxnopme-taH/metaHon 20:1). B pesynbTtate
nonyyanu 0,69 r (64%) (RS)-N-[2-(4-(dpennn-1H-6eH3[gluHaon-1-un)-1-meTunatun]-aueTaMmmga B Buge CBeTIO-
KOPUYHEBO-TO TBEPAOro BellecTBa, KkoTopoe 0e3 JanbHeinweln nepekpuctanM3auum MUCnonb3yloT B
nocrneaytoLen peakumm.

6) Cwmecb 670 mr (1,96 mmons) (RS)-N-[2-(4-deHun-1H-6eH3[gluHgon-1-un)-1-metnnatun]-aueTt-ammaa, 1,32
r (23,4 mmonei) rugpookucu kanus B 15 mn Bogpl 1 30 M 3 TUMEHTNIMKO NS KUNATWUIAKN B Te-4eHue 46 4 ¢ obpaTtHbiM
XOMOAMIbHUKOM. 3aTemM pe-akUMOHHYI0 cMechb BblmBanu B 80 M HacbILEHHOrO pacTBopa Xfopuaa Hatpus u
ABaX bl 3KCTPArnpoBa-nM cooTBeTCTBEHHO rnopumsmMu no 80 mn aTunaueta-ta. CoednHeHHble opraHndyeckue
a3bl oguH pa3 npombiBamm 100 MM HacbIWEHHOrO pacTBOpa Xfopu-A4a HaTpus U CyLWMIM Hag cylbdaTtom
MarHus. locrne KOHUEeHTpauun B BaKyyme OCTaTOK OYMLLAM MOCpPed-CTBOM KOJIOHOYHOW Xpomarorpadum Ha
cunukarene (guxrnopmetaH/meTaHon 9:1) n nonyyeHHoe Mmacro [308 mr (1,03 mmons)] pacteopsim B 30 mn
6e3Boa-HOro AuaTUOBOro adwupa, punsTpoBarm U Npu ne-pememsaHnn obpabateiBanm pactsopom 119 mr
(1,03 mmonsi) doymapoBoK KACHOTbl B 6 M1 MeTaHona. 3aTeM nepemewmBarm B TedeHve 20 4 npyu KOMHATHOW
TemnepaTtype, nocrne 4ero oTtdunbTpoBbiBarmM bernble kpuctannbl. B pesynbtate nonydanm 308 mr (41%)
dymaparta (RS)-2-(4-dbenun-1H-6eHs[glnHgon-1-un)-1-metunammnamuda (1:0,7) c 1.nn. >230°.

Mpumep 73

a) B oxnaxpaeHHbIi go -70° pacTtBop 2,96 r (18,3 mmonen) 6-metokcu-1-uHgaHoHa B 300 mn 6e3-BogHoro
TeTparygpodpypaHa npu nepemeLmBaHmm gobasnamm no kannsm B Tedenne 10 MUH NPUroToB-neHHbIn npu 0° 13
3,12 mn (22 mmons) guusonponmn-amvHa m 13,8 mn (22 mmons) H-0yTunnmtus (1,6H B rekcaHe) pacteop JIOA
(nuTugumsonponmnammaa) B 40 mn 6e3sogHoro TeTparmgpodypaHa. Yepes 30 MUH B 3TOT pacTBOp B TeyeHue 5
MUH fobaBnsnm no kKannam pactBop 1,62 mn (20,2 mmonen) xmopaue-toHa B 40 mn  6e3BogHoro
TeTparugpodpypaHa, rocre 4Yero nepemMewmBanm B TevyeHMe 2 4 MpuW KOMHaTHOW TemnepaTtype. 3atem
peakuMoHHY0 cMecb BbimBarm B 150 mn nbaa, go6asnsanu 150 mMn HacbILWEHHOrO pacTBopa xropuaa Hatpusi n
OBaXdbl 3KCTParvpoBa-iM COOTBETCTBEHHO nopuuamu no 300 mn  gmaTtuno-soro adupa. CoeAuHeHHble
opraHuwyeckve dasbl 0AuH pa3 npombiBamm 200 MM HacbILWEHHOro pacTBO-pa Xfiopuaa HaTpus, CyLUMNM Hag
CcynbdaToM MarHusi U KOHUEHTpMpoBanu B Bakyyme. [lonyyeHHbIi CbIpOV NPOAYKT OuYMLLanu nocpeacTBoM
KOJIOHOYHOW XpoMa-Torpadmu Ha curmkarene (rekcaH/guaTuroBbIn 3uUp cHadYana B cCOOTHOWeHuM 3:2, a 3aTeM
2:3). B pe-3ynbTate nonydyamm 1,8 r (45%) (RS)-6-meTokcu-2-(2-okconponun)-1-nHgaHoHa B BuAge macna KpacHoro
useTa.

6) PactBop 18 r (8,3 mmonen) (RS)-6-meTokcn-2-(2-okconponmn)-1-uHgaHoHa u 70 Mr m-Tonyoncyrb-
dokucrnotel B 70 mn 6e3BogHOro Tonyona Harpesanu B Bogootaermrerne. B kunawwmn pactBop B TedeHue 5 MuH
pobasnanu no kannam pacteop u3 2,48 r (33 mmons) (RS)-1-amuHo-2-nponarona B 20 mn 6e3-BogHOMo Toryora.
3atemM mpoporkanM KUnATUTL elwe B TeyeHnue 3 4, mpudem obbeM pactBoputens cokpa-wamm go 30 mn.
OxnaXAeHHyl0 peakuMOHHYI0 CMEeCb O4uanM MocpencTBOM KOMIOHOYHOM XpomaTtorpadum Ha cunukarene
(aueatunosbin adup/rekcaH 7:3). B pe-synbtate nonydanm 1,37 r (65%) (RS)-1-(7-meTokcu-2-metun-1,4-
avrmgpovHaeHo[1,2-bjnmppon-1-un)-nponaH-2-ona B Buae TBepaoro Belectsa ¢ 1.n1. 110°.

B) B oxnaxaeHHbii go 0° pacteop 1,35 r (5,3 mmonen) (RS)-1-(7-meTokcn-2-meTun-1,4-gurng-povHaeHo[1,2-
blJmppon-1-un)-nponaH-2-ona n 2,9mn (20,9 mmonen) TpmatunammHa B 40 Mn gu-xnopMeTaHa npu
nepemewwmBaHum gobasnanmm no ka-nnsm 0,81 mn (10,5 mmoneit) meTaHCcynbOHUNXIO-puaa U Mpodosvkanm
nepemMelmBaTth elle B TedeHne 1,5 4 npu 310N Temnepatype. 3aTemM peakuMOHHYI0 cMecb BblmBanu B 70 mn
BOAbl, ABa&KAbl 3KCTparM-poBanmy COOTBETCTBEHHO mopuusmMu no 100 mMn gu-xmopmeTaHa U COeAUHEHHble
opraHundeckve asbl MpoMbIBarM MO OAHOMY pasy cooTBeTCTBEHHO 70 MM HacbIWEHHOro pacTBopa
rmgpokap6oHaTa HaTpusa 1 70 MN HacbILLEHHOro pacTBoOpa Xfiopuaa HaTpus, Cy-LWMAN Hag CyrbdaroM MarHust u
ynapveanu B Bakyyme. [MonyvyeHHoe KopuyHeBoe macno pacteopsnm B 40 mn 6e3BogHoro auMeTundopmammaa,
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obpabarteiBarm 0,68 r (10,5 MMorneit) a3nga HaTpUs U peakuu-OHHY0 CMEChb HarpeBanu npu nepeMeLLMBaHny B
Te-yeHue 23 4 po 80°. MNocrne oxnaxAaeHus pacTeBop Bbl-NMBarm B 70 Mn BoAbl U OBaXadbl SKCTparnpoBanu
COOTBETCTBEHHO nopuumsamMmu no 100 mn aTunaueTtata. CoeanHeHHbIe opraHmyeckme dasbl NPOMbIBaAIN MO OAHOMY
pasy cooTBeTcTBEHHO 70 MmN BoAbl M 70 MM HacbIWEHHOro pacTBopa Xopuaa HaTpusi, CyLUMIM Hag CylbdaTom
MarHusi M KOHLEHTPUpOBanu pac-TBOp B Bakyyme. [lofnydyeHHOe KOpMYHEBOE Macrio Oo4vuMLanu MoCpeAcTBOM
KONIOHOYHON Xxpomatorpadmm Ha cunukarene (tonyon). B pesymbtate nonyyanu 0,93 r (62%) (RS)-1-(2-
asugonponun)-7-meTokeu-2-meTun-1,4-gurngpouHaeHo[1,2-bjnmppona B Buae 6ecueeTHOro macna.

r 092 r (3,3 mmons) (RS)-1-(2-asugonponnn)-7-meTokcu-2-meTtun-1,4-gurmgpounHgexo[1,2-b]nmppo-na,
pactBopeHHoro B 70 mn 6e3BoAHOrO aTaHona, rugpvpoBany B npucyTcTemm 90 Mr OKUCK NnaTuHbl B TedeHne 16 u.
3atem OTUNLTPOBBIBANM OT KaTtanu-zaTopa, NPOMbIBarM 3TaHOIOM W OTIOHSAMW PacTBO-pUTENb B BaKyyMme.
MonyueHHoe 6GecuBeTHoe Macrno pacteopsym B 70 mn 6e3BogHoro AuatunoBoro 3adu-pa, unbTpoBanm u
obpabartbiBarm npu nepemelun-saHun pactesopom 160 mr (1,4 mMMonsi) doymapoBon KicrnoTbl B 15 mMn meTaHona.
3atem nepemewwmBany B TeveHve 17 4 npu KOMHaTHOW TemnepaTtype, nocrne 4ero oTdurbTpoBbIBarM Genble
Kpuctanmel. B pe-gymbtate nonydarm 800 wmr  (78%) dymapata (RS)-2-(7-meTtokcu-2-metun-1,4-
avrugpouvHaeHo[1,2-b]mmp-pon-1-un)-1-metunammnammda (1:0,5) ¢ T.nn. 187-188°.

Mpumep 74

a) B oxnaxpeHHbin oo -70° pactBop 3,24 r (20 mmonen) 5-meTokcu-1-uHgaHoHa B 350 mn 6e3-BogHoro
TeTparugpodpypaHa npu nepemelumBaHMm gobaBnanm no kannsm B TeveHue 15 MUH NpuroToB-neHHbIn npu 0° 13
4,25 mn (30 mmonen) gumnsonpo-nunamuHa n 18,8 mn (30 mmonen) H-6ytunnutusa (1,6H B rekcaHe) pacteop JIOA
B 60 mn 6e3sogHoro TeTparngpodypaHa. Yepes 45 MyH B 3TOT pacTBop B TedeHne 15 MuH 4o6aBnanm no kannsam
pactBop 1,6 mn (20 mwmonein) xnopauetoHa B 60 mn 6e3Boa-Horo TeTparMgpodypaHa, rMocre Yero
rnepemMeLVBany B TedeHne 2 4 npu KOMHATHOM TemnepaTtype. 3a-TemM peakuMoHHyl cmechb Bbimveany B 150 mn
nbaa, gobasnanm 150 M HacbILWEHHOTO pacTBopa X/Iopuaa HaTpusa M ABaXAbl SKCTparMpoBan COOTBETCTBEHHO
rnopumsmu no 300 mn guatunosoro adwmpa. Coean-HeHHble opraHndeckue dasbl oguMH pa3 npombiBarm 200 mn
HaCbILWEHHOro pacTeBopa Xropuga HaTpusi, CyWWM Hag cynbdaTtomM MarHusi U KOHLEHTpMpOBanu B BaKyyMme.
MonyyeHHbIM CbIpO MPOAYKT oOuuwanmM MOCpPeacTBOM  KOMIOHOYHOW  Xpomatorpadum Ha cunu-karene
(rekcan/gnatunoBbii adpup 3:7). B pesynbta-te nonydamm 1,4 r (32%) (RS)-5-meTtokcu-2-(2-okco-npormn)-1-
WHOaHOHa B Buae TBepAoro BellecTsa ¢ 1.nn. 73°.

6) PactBop 12 r (5,5 mmonen) (RS)-5-meTokcn-2-(2-okconponmn)-1-uHgaHoHa n 60 Mmr n-Tonyoncynbe-
dokmcnoTbl B 70 mn 6e3Bo4HOMO Tonyora HarpeBamm B BogooTaermtene. B kunawmin pactBop B Te4eHne 5 MuH
no kannsm gobasnamm pacteop 1,65 r (22 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3-BogHOro Tonyorna.
3atemM MpogorpKamM KUNATUTL elle B TeyeHue 3 4, mpudem obbem pactBopuTens cokpa-wamm go 30 mn.
OxnaXAeHHyl0 peakuMOHHYI0 CMeCb OuManM nocpeacTBOM KOMOHOYHOW XxpomaTtorpaduy Ha cwunukarerne
(auatunoebin adup/rekcaH 7:3). B pe-3ynbtate nonyyanm 1,17 r (82%) (RS)-1-(6-meTokcu-2-metun-1,4-
aurngpovHaeHo([1,2-bjnmppon-1-un)-nponaH-2-ona B Buae macna.

B) B oxnaxpaeHHbIn o 0° pacteop 1,16 r (4,5 mmons) (RS)-1-(6-meTokcu-2-metun-1,4-gurng-povHaeHo[1,2-
blmppon-1-un)-nponan-2-oma n 2,5mn (18 wmmonen) TpuatunamuHa B 50 MR guxrop-metaHa npu
nepemewvBaHum pobaesnanm no kannam 0,7 mn (9,0 MMonewn) meTaHcynbdoHUNXMopuga M npogobkanm
nepemMelwmBaTtb elle B TedeHne 1,5 4 npu 910N Temnepatype. 3aTemM peakuMOHHYI0 cMecCb BblnmBanu B 70 mn
BOAbl, ABaXAbl JKCTparMpoBarm COOTBETCTBEHHO nopumsmMu no 100 M AguxrnopmeTta-Ha M COeAMHEHHblE
opraHwyeckve asbl npombiBaIM MO OZHOMY pasy cooTBeTcTBeHHO 70 MM HacbIWeHHOro pacTtBopa
rmgpokap6oHaTa HaTpms 1 70 M Hacbl-LLEHHOro pacTBOpa Xfopuaa HaTpusi, CyLMAM Hag cynbdaroM MarHus un
ynapueanu B Bakyyme. Mony-4eHHoe kopuiHeBoe macro pacTteopsim B 40 mn 6e3-BogHoro gumetundopmammaa,
obpabateiBarm 0,58 r (9,0 MMonen) asmga HaTpus M pPeakUMOHHYI0 CMEChb HarpeBanmy Mpy NepeMeLLBaHUN B
TeueHne 16 4 go 80°. MNocrne oxnaxaeHus pacTtBop BbimBamm B 70 MmN BoAbl M OBaKAbl SKCTparnposarm
cooTBeTCTBEHHO nopumsimu no 100 mn aTunaueTtata. CoegnHeHHble opraHuyeckue asbl NPOMbIBaNMM MO O4HOMY
pa3y cooTBeTcTBeHHO 70 mn Bogbl U 70 MM HacbILWEHHOrO pacTBOpa Xropuga HaTpusi, CyLIUM Hag cyrbdaTom
MarHuWsi U KOHLEHTPMpOBanu pacteop B Bakyyme. [lo-ny4eHHOe KOpMYHEBOE MAacro OuYWWanu MoCcpeacTBOM
KOJIOHOYHOW xpomaTorpadum Ha cunukarene (tony-on). B pesynbtate nonmyvarmm 0,86 r (55%) (RS)-1-(2-
asugonponun)-6-metokcu-2-meTun-1,4-gurugpounHae-Ho[1,2-bjrmppona B Buae 6ecLeTHOro macna.

ry 0,85 r (3,0 mmons) (RS)-1-(2-asmponponnn)-6-meTokcu-2-meTnn-1,4-gurngpovHgexo[1,2-b]nmppo-na,
pacTtBopeHHoro B 50 mn 6e3Bo4HOMO 3TaHoNa, rMapMpoBany B NPUCYTCTBMM 85 M OKUCK MnaTuHbl B TeveHre 17 u.
3ateM OTUMBLTPOBLIBANM OT KaTanu-3atopa, NPOMbIBanM 3TaHOJIOM W OTFOHAMM pacTBO-pUTeNb B BaKyyme.
MonyyeHHoe 6GecuBeTHoe Macrno pacteopsiim B 70 mn 6e3BogHOro AMITUMIOBOrO adu-pa, PunbTpoBanm U
obpabaTtbiBanu npu nepemelumBaHuy pactsopoM 155 mr (1,3 mmons) dymapoBon kucrnoTel B 15 Mn meTaHona.
3atem nepemMewwmBanu B TeyeHue 19 4 Mpy KOMHaTHOW TemnepaTtype, nocrne 4yero oTdunbTPoOBbLIBAIM Gerble
Kpuctannel. B pe-symbtate nonydsarm 780 wmr (83%) dymapara (RS)-2-(6-meTtokcu-2-metun-1,4-
avrmgpovHaeHo([1,2-bnmp-pon-1-un)-1-metnnatmnamumna (1:0,5) ¢ 1.nn. 215°.

Mpumep A

Mo 06bIYHOM MeTOAMKe M3rOTaBNMBAOT TabNeTKM CrieAytoLLero cocTasa, ykasaHHoro B 1abn. 4.

Mpumep b

Mo 06bIYHOM MeTOAMKE M3rOTaBNMBAOT TabNeTKM CrieAytoLLero cocTaea, ykasaHHoro B 1abn. 5.

Mpumep B

M3roToBneHne Kancyn cregyloLero coctasa, npuseaeHHoro B Tabn. 6.

AKTMBHOE BELIECTBO C COOTBETCTBYIOLUEA BENM-YMHOW 4YacTuL, KPWUCTasnMYecKylo NnakTto3y W MUKpO-
KPUCTanmnUYecKylo Lemnnionosy TuwatenbHO nepeme-mBaloT A0 MOJSlyYeHWs TOMOFeHHOW MaccChl, MpOMnycKaloT
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4Yyepes CuUTo, nocne 4ero [obaenalT Tankk u CTeapar MardHma n nepemMeLlunsaroT. 3atem u3 nonyquHoﬁ cMecH
N3roTaBIMBaOT TBEPOOXEeTaTUHOBbIE KarncCy bl COOTBeTCTByIOLIJ,eVI BeJIM4YNHbI.
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BywnnpoH 19,50 3700,0 990,0
NAN-190 0,56 1800,0 581,0
5HT 1,50 9,5 17300
MeTepromnuH 4,80 55 64,9
mCPP 227,00 53,0 319,0
RU 24969 8,0 159,0 2500,0
CP 93129 1620,00 2780,0 29200,0
PutaHcepuH 5750,00 37,0 3.1
[MupeHnepoH 2879,00 37,0 2,9
3 2830 11,4 2160
4 3230 49,3 2170
5 2560 20,2 591
7 2160 24,0 1200
21 1350 56,6 2540
22 1590 304 1400
23 347 45,2 3340
28 1070 78,7 1630
30 298 58,1 479
31 337 28,1 874
32 139 18,0 1666
34 1620 107,0 2640
53 1100 308,0 11300
54 825 116,0 2590
55 1260 371,0 8350
59 97 23,8 1510
64 384 85,4 773
67 1750 146,0 1070
69 3460 143,0 854
Tabrnmua 2
a 9] B
1 5,66 8,49 7,27
2 5,39 9,44 8,03
3 8,16 7,12
8 5,34 8,63 7,18
9 5,56 8,29 7,46
12 5,00 8,00 6,94
14 5,00 7,78 7,62
17 5,00 7,74 6,25
25 5,00 7,38 6,26
26 5,25 7,58 717
37 5,32 7,45 6,51
44 5,73 7,10 6,57
50 5,62 6,97 6,35
Tabmmua 3
Mpumep Ne EDso (Mr/Kr, NogKkoxHo)
1 0,90
2 0,50
3 1,20
4 2,70
5 3,20
Tabmvmua 4
mr/TabneTky
AKTUBHOE BELLECTBO 100
JlakTo3a nopoLukoobpasHas 95
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KyKypy3HbIll Kpaxman 6enblii 35
MonMMBMHMNMMPPONMAOH 8
Na-kapb60oKCUMETUIMMPOBAHHb LI Kpaxmarn 10
Creapart marHus 2

Bec tabnetku 250

Tabrmua 5
mr/TabneTky

AKTUBHOE BELLECTBO 200
JlakTo3a nopoLukoobpasHas 100
KyKypy3HbIll kpaxman 6enbii 64
MonMMBUHMNMMPPONMAOH 12
Na-kapb60oKCUMETUMMPOBAaHHbIV Kpaxmarn 20
Crteapar marHusi 4

Bec Tabnetku 400

Tabnmua 6
mr/kancyny

AKTMBHOE BELLECTBO 50
JlakTO3a KpucTannmieckas 60
MukpokpucTannnyeckas Lennonosa 34
Tanbk 5

Crteapar marHusi

1




