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[aHHoe I/1306peTeHI/1€ kacaeTcsi crnocoba nonydyeHna rmaopokopTU3OHOB, a TakKXe HOBbIX MPOMEXYTOYHbIX

COeaVHEH U, UCMOTTb3YEMBIX B 3TOM crnocobe.
Boree KOHKpeTHO, M306peTeHme OTHOCUTCS K CNOCOBY NOMy4eHUs TMapoKoPTU3oHa XOpPMYrbI:

)

3akntoyaroLemycs B ToM, 41o Nnbo ranoreHrmapuH opmynsl (I1):

@)

roe X - atom xrnopa, 6poma nnv noga, nogeepratoT peakuum neperpynnupoBKkM B NPUCYTCTBUAM BbICLLETO cnupTa unm
MHOroaTOMHOIO CnupTa Ans nonydeHus, nocne obpaboTkun knucroton, npoaykta dopmynsi (I1):

O
@)
N

O , (1)

3-0oKcorpynny KOTOporo CenekTMBHO 3aLLmLLaloT AeNCTBUEM TMona nu gutnona opMyribl:
HO-(CH2)nSH nnn HS-CH2)r-SH,
rae n paBHO 2 unum 3, ong nonydeHus coeguHeHus obwen dopmyns (1V):

0
RN

K - (V)

rae K - rpynnupoBka, 3awmiatowas 3-okcorpynny, qopmMyrbi:
S S
Y Y
T Ot _ACHahn
nnm

roe n UMeeT onpeferieHHoe Bbille 3HayeHue NGO BblleykasaHHoe coeguHeHue dopMynbl (Il) obpabaTbiBatoT
areHToOM AN8 3almTbl 3-OKCOrpYyMbl, COOTBETCTBYIOLLMM A8 3HadveHuss K peareHToM, Anst NOMydeHUs coeavHeHUs

dopmynbl (V):
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O

roe X v K uMeloT BblLLe yka3aHHble 3Ha4YeHus1, KOTOpoe Aaree NnoAaBepratT peakummn neperpynnupoBkn B MPUCYTCTBUM
BbICLLEro CnupTa UnNm MHOrOAaTOMHOTO CnupTa ANns nonydeHus, nocne obpaboTku KNCNOToN, coeguHeHus opMynbl
(IV), a 3aTeM nony4eHHOe No NOOK N3 BhILLE NEPEYUCIIEHHBIX METOANK coeanHeHne dopmynel (IV), obpabaTbiBatoT

Tpuranougauetatom opMynbl
HalsC-CO2R

roe Hal - atom xnopa -unu 6poma, n R - C1Cs ankun, apunankun-C7-C+s B NpUCYTCTBAM LUUHKA M K1McnoThbl Jlbionca,
Onsi nonydeHunsa coeguHeHus obwen dopmynbl (VI):

455

roe K, Hal 1 R nmeloT BbileykasaHHble 3HaYeHus, KOTopoe B LUEenoYHON cpefe obpabaTbiBaloT dheHonom Ans
nony4eHus coeanHeHns oben dopmynsl (VII):

o =
@ESj:;COZR
VY
K/

rae K n R umeloT BbilweykasaHHble 3HayeHusi, KOTopoe 3aTeM nonsepralT AEeWCTBUI0 BOCCTAHOBUTENHA AnNs
nonyyeHus coeamHeHuns opmynbl (VII):

/
HO CH,OH
7

roe K vmeeT Bblleyka3aHHOe 3HayeHne, 3-OKCO-rpynny KOToporo ocBoboxaaloT OT G6MOKMpOBKM ANS NonydeHus
coeanHeHust opmynbl (1X):

» (VI

, (VI



36829

=
HO CH,0OH

VY

o » (1X)

koTopoe o6pabaTeiBaeT aNOKCUAMPYIOLMM areHTOM A NoMyMeHust coeuHeHust doopmynsl (X):

© » (X)

1 KOTOpOe NoABepratoT MMAPONM3Y B KUCMON cpeae.

Ecnn R - pagukan ankvn, To npeanoYTMTeNbHO 3TO MeTUA, 3TUi, NPoNw, n3onponwun, 6ytin, BTOPUYHbIN ByTnn,
TpeTOyTUM, NEHTUM UNN rekcun.

Ecnu R - pagvkan apankun, To npegnoyvTuTensHO 3To 6eH3un nmm deHeTun.

B yactHocTW, n3obpeTeHne oTHOCUTCH K cnocoby, ONMCcCaHHOMY Bbllle, NMPWM KOTOPOM MCMOSb3YyoT COeANHEeHVe
dopmynel (I1), rae X - atom 6poma.

Peakunsa neperpynnumpoBkun ranoreHrvapnHa npeanoytMtensHo BeAeTCs B NPUCYTCTBUMW, Hanpumep, rmuuepuHa
Unu gvona, B YaCTHOCTU, MPOMUIIEHIIIUKONS UNW, NPeANoYTUTENBHO, STUNEHININKONS, UCNONb3yeMOro B N30bITKe Npu
HarpeBahMn npu Temnepatype Hwke 100°C. T[lpegnounTaoT paGoTaTe B MPUCYTCTBAM pacTBOpUTEnS,
NPeanoYTMTENbHO, C TOYKOW Kunenmsa Hwke 100°C, kunayeHum c obpaTtHbiM xonoaussHukom. CopactBopuTenem
ABMNSETCA MHEPTHbIN pacTBOPMTENb B YCIOBUAX peakLnn, Hanpymep, STUOBbIN 3MpP YKCYCHOM KUCMOThI.

O6paboTtka KucroTo BedeTcs BOAHOW KUCMOTOW, HanpuMmep, CONSIHOM KWUCIOTOW, CEpPHOW KWUCNOTOW WIm
OpPOMUNCTO-BOAOPOAHON KUCIIOTON.

3aumTa dyHkuMM 3-0KCO BedeTcAa AEeNCTBMEM AMTMONa B KUCMOW cpefe, B 4acTHOCTW, 3TAHONAWTUOIOM, B
NPUCYTCTBUN KOHLLEHTPUPOBAHHOW CONAHON KUCHOTbI MNM BPOMUCTO-BOAOPOOHON KUCAOTbI B KaTanuTUYEeCKOM
KONnnMyecTBe, WM OHa B MPUCYTCTBUWM KUCroTbl Jlblomca, TakoW Kak XNOPUCTbIM LMHK, TeTpaxnopug TuTaHa u
TpndTopna 6poma, NpeanoyTUTENbHO, B BUAE 3PMPHOW BbITSXKKN.

B yactHocTM cnocob, onuWcaHHbIA Bbile, BKMKOYaeT 3awmTy 3-OKCOrpynmnbl, a 3aTeM neperpynnMpoeKy
ranoreHrMgpuHa, ocyllecTensiemble 6e3 BblAeneHns NPOMEXYTOUHOro npoaykta dopmynsl (V).

Meperpynnupoeka ranoreHrngpvHa obnerdyaeTcs NPOMEXYTOYHOW 3aLUMTON OKCOrpynmbl B MOfoxXeHnn 3 umm 3 n
17, yto obecneunBaeT NpoTeKaHNe peakLumm B O4EHb MSATKUX YCIIOBUAX.

MoXHO 0OTMEeTUTL, YTO CneacTBMEM 3aLlmMTbl MOXET OblTb NOABMNEHNE HEYCTONYMBOCTU CBA3MW YIMepOoA-ranoreH B
nonoxeHuu 9, yto obnervaeT neperpynnMpPoBKYy.

Wcnomb3yemon  kucnoton Jlbtomca B peakuum  B3aMMogencTBus  coeamHeHus  dopmynbel  (1V)
TpyranongaueTaToMm SIBASETCH, Hanpumep, XNMOPUCTbIA LUHK, XIOPUCTLIA antoMUHWUA, XITOPUCTLIA AUITUNANIOMUHN
UnNn, NpeanoYTMTENbLHO, TETPaXIopPUA TUTaHa.

B wyacTtHocTn, ncnonb3yloT TpuranongaveTaT ankuna u ocobeHHo TpuxnopaueTaT MeTuna n atuna.

PaboTaoT npegnoytMTeNnbHO B CpeAe  UMKnudeckoro admpa, Takoro Kak —TeTparvgpodypaH  wmnum
OMOKCaH.

B3aumopeiictene deHona c coegnHenvem copmynbl (VI) ocyllecTBnsieTca B NPUCYTCTBUM MMOPOOKUCU UMM
LLEeMOYHOro MMM LenoYyHo3emenbHoro kapboHaTta, B 4aCTHOCTW, HaTpus, kanus, 6apus unm kanbuus, rmapuaa,
ankorondATa UM amuga LWeroYyHoro MeTtanna, B YacTHOCTW, HaTpus, Kanus Unv JMTUS WK XKe ankunnutus, B
YacTHOCTU, ByTUNNNTUS.

PaboTaloT B cpee opraHM4Yeckoro pacTBopuTens, HanpUMep, KEToHa, Takoro Kak aueToH U MeTUNITUIKETOH,
M Npu HeobXxoAMMOCTM B CMECU C ranoreHNpoBaHHLIM PacTBOPUTENEM, TakuM Kak XINOPUCTbIN METUIEeH, Ui c
3MpPOM, TaKUM Kak AMOKCaH unm TeTparmapodypaH.

BocctaHoBuTENEM MOXeT OblTb, B YaCTHOCTW, rMApUA, NpeanoyTUTelbHO antoMUHUS, HanpuMep, ant-Momapnza
AMTUA, TMapua AWMSTUN HATPWS anioMUHUSA, MAPUE AMM300YTUN anmioMUHUA UM AUrMgpobuc /2-MeTtokecnatokeu/
anioMuHaTa HaTpus. [leicTByloT, Hanpumep, B Tofnyone unu tetpamapodypaHe.

B yacTtHocTW, BoccTaHOoBUTENEM MOXeT ObiTb LWenoyHon Gopornapua, Hanpumep, Gopormapua HaTpus, nNpu
HeobX0ANMOCTY KaTanuaMpoBaHHbIA COMbo NMUTUSA, Unu Goporapua nUTus.

CHATMe 3aumTbl ¢ 3-OKCOrpynnbl BedeTcs AeNCTBMEM Woda B MPUCYTCTBUM OCHOBAHWUS, Hanpumep, LLEeoYHoro
6ukapboHaTa, unu gencrBMeM Nofa B KaTanMTUYECKOM KONMYEeCTBE B MPUCYTCTBUM OKUCIUTENS, B Y4aCTHOCTW,
nepekucn Bogopoda, AercTBMeM MeTunuoanaa, rMUoKCMIOBOW KUCIOTbI, UNN CONMAMN MeTannos, TakuMu Kak conu

c
n
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pTYyTM Unn kaamus. O6bIMHO MOXHO AENCTBOBaTL B pacTBOpMUTENE, TAKOM Kak HU3LUUIA ankaHors, Hanpumep, MeTaHon
WNN 3TaHOIM, B CMECU C rarioreHUpoBaHHbIM PacTBOPUTENEM, HANpUMepP, C XMOPUCTEIM METUIEHOM B MPUCYTCTBUN
BOAbI.

OnoKCUaMpyloLLMM  areHToM MOXeT OblTb NepkucrnoTa, Takad Kak MeTaxnoprnepbeHsovHas KucnoTta,
Haadranesas kucnoTa, nepBosbdpamoBas KMCNoTa UM NeEPEKMcs BOAOPOAa, O4HA UMK B NPUCYTCTBMM Frekcaxmop-
Unu rekcadpropaveToHa.

ANOKCMAMPYIOLLMM areHTOM MOXeT OblTb TMAPONEPEKNCH, Takasi Kak rmaponepekMch TpeToyTuna, ncnonb3yemas
B MPUCYTCTBUM aLeTunaleToHaTta BaHaaus WM ApYriMX METannoB, TakMx Kak mMonubaeH, B KaTanuTUYECKOM
Konu4yecTse.

MoxxHOo mevicTBOBaTb B Cpefie OPraHU4eckoro pacTBOPUTENS, TaKOro Kak XIOpUCTbIA METUNEH, TeTpaxopMeTaH,
XnopodopM, MeTaHon, TeTparugpodypaH, OUOKCaH, TONYyon WAW 3TUMOBbIA 3CMP YKCYCHOW KUCMOTbI, Npu
HeobxogumocTn B npucytcTBuM Boabl. MoxHO Takke [eilcTBoBaTb B OydepHOW cpefe, Hanpumep, B cpege
BTOPMYHOTIO ¢pocchaTa HaTpMs UK CMecun TpeTuyHoro drocdaTa HaTpmA - PoCcHPOPHOM KNCMOTHI.

fmopomms anokcMaMpoBaHHOMO B nonoxenun 17, 20 coeaMHeHus NpousBoauTCS AEWCTBMEM BOLHOW KMUCIOTHI,
npuyem KUCMoOTON SIBNSIeTCA MUHeparbHas KMCNoTa, Takas Kak ConsiHasi KMcrnoTa, cepHasi KUCroTa unu asoTHas
kucrnoTa. MoxHO Takke aeincTeoBaTh B OydepHol cpeae, Takom, Kak OHa onMcaHa BblLLe.

CuHTE3 rTMOpPOKOPTU30HA COrMacHo M300peTeHNIO UMEET PA NPEUMYLLIECTB, NEPEYNCTIEHHBIX HUXKE:!

- neperpynnupoBka coegmHeHna 11-OH B coemvHeHue 11KeTo Yepe3 MNPOMEXYTOYHOE COeAUHEeHMWe
ranoreHrMgpuHa npousBoaMTCs B Gonee MSKMX YCroBusiX, YeM Te, KOTOpble OnucaHbl B €BPOMENCKOM naTeHTe
30368, 4TO OLHOBpPEMEHHO CO34aET MPEUMYLLECTBO B YacTW BbiXoda peakuun, Tak Kak obpasoBaHne noboYHbIX
NPOAYKTOB UNu Aerpagaummn orpaHnyeHbl, U TakXKe B YaCTu NpoM3BOAMTENBHOCTM cnocoba, Tak Kak CUHTE3 npoTekaeT
bonee 3KOHOMUWYHO;

- 3aLlumMTa rpynnbl B NONOKEHUN 3 OYEHb CEMNEKTUBHA, MO CPABHEHWUIO C U3BECTHLIMY BIOKMPYIOLLMMM areHTaMu, Kak
admMpbl €eHOMEN 1 KeTanu, KoTopble NPMBOASAT K CMECAM NPOAYKTOB, GITOKMPOBAHHbIX B NONOXeHUAX3 n 3, 17;

- 3aWwmTa B MONOXEHUM 3 COrnacHo M300peTeHuto, KpOMe TOro, OYeHb YCTOMYMBA B PEAKLMOHHBLIX YCMOBUSX,
KOTOpbl€ MOMYT ObiTb KUCMABIMU UMK LLUENOYHBIMU, U €€ CHATUE BO BPeMsi CMHTE3a, B YaCTHOCTU, AEUCTBUEM Noda B
LLerNoYHOM cpefe Unu oaa B KaTanMTMYeckoM KONMYecTBe, B MSITKOW OKMCIIUTENbHOW cpele OYeHb Nerko;

- NonydeHne rMapoKopTM30oHa BO3MOXHO 6e3 cTaguv rMAPOKCUIMPOBAHWS B NONOXeHun 11, 4YTo HEBO3MOXHO, B
YaCTHOCTU, MPU M3BECTHbIX CUHTE3aX, B KOTOPbIX MCMOMb3YIOT aHAPOCTEHANOH B Ka4eCTBE MCXOLHOIMO0 COeQUHEHNS.
OTa BO3MOXHOCTb yBENMUMBAET 0OLLUMIA BbiX04 cnocoba.

N306peTeHne OTHOCUTCA TakKe K MNPOMEXKYTOYHbIM COEAMHEHMAM, HEeOoOXoAMMbIM s OCYLIECTBMEHUs
OMMCaHHOrO BhblLLEe cnocoba.

Tak, 06bekToM n3obpeTeHns ABNAITCA MPOMEXYTOYHblIe coeguHeHus dopmynbl (F):

@)

K

rae K - rpynnupoBka, 3awmiarowasn 3-okcorpynny dgopmyrbl:

S S
— —
\O>CH2)I’1 \SJCHZ)H

nnn

roe n paBHO 2 uim 3, NPeanoyTUMTENnBHO 2, 1 nubo L-okcorpynna, Npu4eM NyHKTUPHAA JMHUA B nonoxeHun 11
O3Hayaert cBa3b M X - aTom Bogopoaa, nmbo L - rmgpokeurpynna B NONOXeHun B, npuyeM NyHKTUPHas NNHWUA B
nonoxeHnn 11 He ABNSeTCS CBA3bIO N X - aTOM Xxropa, bpoma unm noga 1, B YacTHOCTH, atoM Bpoma.

O6bekTOM M300pETEHNS ABNSIOTCS NPOMEXYTOUHbIE COeaAMHEHMsT opmynbl (G):

K
roe K - rpynnunpoBska, sawmwatolas 3-okcorpynny hopmynbi:
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S S
— —
\O>CH2)n \S>(CH2)n

nnun

roe n paeHo 2 Unn 3 1, B YacTHOCTU, paBHO 2 U M - aTom xropa unm Gpoma u, B YacTHOCTU, aToM Xrnopa nnbo rpynna

o~

n R-C+-Ceankun nm apunankunCr-C1s 1, B YaCTHOCTU, METUN AN 3TUI.
O6bekTOM M300pETEHNS ABNSIOTCS NPOMEXYTOUHbIE COeAMHEHMsT opMynbl (J) :

HO CH,OH

'/
K )

rae K' - atom kucrnopofa unu rpynnupoeka, sawmiiatowas 3-okcorpynny opmynbil:

S S
— —
\O>(CH2)n \S>(CH2)n

nnn

rae n paBHO 2 Unu 3, MpMYeM NyHKTUPHaa MMHWS B NonoxeHuun 17 - o3HavaeT cBsisb, Nmbo K' - atom kucnopopaa,
NYHKTUPHas NMUHASA B NONOXeHUN 17 - 3MOKCUMAYHKLUNSA.

CoepamHenus dopmynbi (1), B yacTHocTH, onucaHbl B nateHTe CLUA 3.072.684.

Cregyowmii npuMmep UnncTpupyeT ndobpeteHre, HO He OrpaHMYnBaET ero.

Mpumep: MOpOKOPTU3OH.

Cragusa A: Umknuyeckmi 3-[(1,2-ataHgnnn) mepkanton]-aHapocT-4-eH-3,11,17-TpuoHa.

a) AHgpoct-4-eH-3,11,17-TpnoH.

B atmocdepe uHepTHOro rasa u npu KomMHaTHOM TemnepaTtype cmewmBanu 1,05 r anbda-6pom-116eTa-
rmapoKkevM-aHgpocT-4-eH-3,17-guoHa, 7,5 cm® atunosoro ampa yKcycHou Kucrotbl n 2,5 om® STVIJ'IeHFJ'IVIKOJ'IFI
KUNATAT ¢ 0bpaTHbIM XOJ'IOLLVIJ'IbHVIKOM npw nepemelumeaHim 10 YacoB, OXnaxaatoT, a 3aTeM npubaensioT 10 cm® 2H.
CONsIHOM KMCMoTsl U 10 cM® Boawl, nepemMeLumatoT 20 YacoB, a 3aTeM yaanstoT STUIOBLIN 3UP YKCYCHOW KMCMOThI
noJ YMeHbLUeHHbIM JaBrneHvem. [Nocne o6paboTkn XMOpUCTEIM HAaTpMEM oxnaxaalT Ao TemnepaTypbl okosno 0°C,
oTcacbiBalT KpucTansbl, MPOMbIBAOT MX BOoAOW M cywaT. [lormowawT WX MeTUNeHXTopuaoM, npubaBnstoT
3TUNOBLIA  3MP YKCYCHOWM KWUCMNOTbI, OTTOHAKT METUNEHXTopua, OXIaxJalT pactBop B negdaHon OaHe wu
oTcacbiBalT KpUcTannsl, a 3atem cywat ux. MNMonyyatot 0,52 r yenesoro npogykta. T. nn.=221°C. JkcTparmpytot
BOOHbIV CINON METUNEHXTOPUMAOM U XpomaTorpadmpytoT Ha ABYOKMCU KPEMHUS CbIPOM NPOOYKT, 3MOMPYst CMEChIo
MeTUNEHXTOPUA-3TUIOBLINA 3P YKCYcHOW KucnoTbl (95-5), n nocne kpuctannm3aumm B 3TUIIOBOM 3dmpe YKCYCHOM
kncnotbl nonyyatot 0,097 r uenesoro npoaykTa. T. nn.=220°C.

6) Umnknuueckuin 3-[(1,2-aTaHamun)Mepkanton]-aHgopocT-4-eH-3,11 17—TpI/10Ha

B uHepTHOM rase npu KOMHaTHOVI Temnepartype nepelvleLUMBaroT 100 cm® meTaHona, 51 npoaykTa, Nofny4eHHoro
Ha npeblgywen ctaguu, 1,8 om® stanavona v 2,5 om® achmpHON BbITSHKKM Tpudptopraa 6opa. MepemewmBatot 1 yac
30 MWH. N OTFOHAIOT METaHOs, MOMOLAT MEeTUNEHXNOPMAOM, NMPOMbIBAIOT HAaChIWEHHbIM BOAHLIM PAcTBOPOM
GukapboHaTa HaTpus, BOAOM M cywlaT, a 3aTeM OBOSAT Aocyxa. [onyveHHbI NPOaYKT KpUCTanmmM3yloT B rekcaHe u
nonyyatot 5,99 r uenesoro npoaykTta. T. nn.=+160°C.

AMP cnekTp (CDCI3 90 Mry YHm).

18-CHa3: 0,85; 19-CH3: 1,27; TnokeTanb: 3,17 0o 3,47; H4: 5,6.

WK cnekTp (CHClI3).

OTcyTcTBYE AenbTad 3-oHa; nornolueHue npu 1645 cm™ (C=C), 1709 cm™' (C=0 B 11), 1740 cm™" (C=0 B 17).

Cragusa A': Luknuyeckun 3-[(1,2-aTaHammn) mepkanTtonl-aHapocTt-4-eH-3,11,17-Tpuona.

B nHepTHOM rase cvewwmBatoT 4 r 9anbda-6pom-116eTa-rmapokcm aHapocT-4-eH-3 20-py10Ha 40 ov® aTunoBoro
admpa YKCYCHOW KWUCMOThI, a 3aTeM npu KoMHaTHOW TemnepaType npubaensioT 0,9 om® ataH gvora. MoTom
MeaneHHo I'IpVIGaBJ'IFHOTO 09 cm® comsiHOM KMCroTl B 22°Be, 3aTem BblAEPXXMBAIOT NPWU NepemeLlumsaHmm 6 4Yacos.
MpubaenstoT 9,3 om® STUNEHITUKONA, KUMATAT ¢ QbpaTHbIM xonoaunsHukoM 20 Yacos, a 3atem oxnaxgatot go 20°C
N peakLMOHHYI0 CMeCh BbinueatoT B cMech 40 eM® 2 H. consHoi KMCNoTbl 1 40 cv® Boabl. MepemewmBatoT 16 Yacos,
a 3aTeM yaansioT 3TUIOBbIN 3P YKCYCHOWN KUCTOTbI NOA yMeEHbLUEHHbIM AaBneHremM (20 mm/Hg) npyu TemnepaTtype
makcumym 35°C. 3atem oxnaxpgarwT cycneHsuto go 0+5°C, nepemewwmBatoT 1 yac M oTcacbiBalOT KpUCTansbl.
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MpomMblBalOT MX BOJOW, @ 3aTeM CywaT U xpoMaTtorpadmpyioT Ha ABYOKMCU KPEMHUS, 3MIONpYys CMECbI0 reKkcaH-
avokcaH (9-1). MonyyatoT 3,2 1 LeneBoro NpoaykTa.

AMP cnekTp (CDCl3 300 Mry, yHm).

18-CHa3: 0,84 (S); 19-CH3: 1,26 (S); TvokeTanb: 3,15 o 3,4 Hs: 5,57; ckenetHas dpopmyna: 1,1 o 2,61 (m).

WK cnekTp (CHClI3).

MornowweHus npu 1741-1709 om™" (keToHbl); 1641 av™ (C=C).

Cragusa b: Metunoseii acmp 20-xnop-3,3-[1,2-aTaHamun-buc-(tmo)l-11-okco-nperHa-4,17 (20) aneH-21-oHoBon
KMCNOTHI.

B unHepTHOM aTmocdepe CMeLIJVIBaPOT 100 cm® TeTparmgpodypaHa n 12,55 r nopoLlka LMHKa. Me,u,neHHo
npubaenswT npu -10/-15°C, 7,9 om® TeTpaxnopuaa TuTaHa, a 3atem cmecb 100 om® TeTparmapodypaHa, 8,6 cm®
MeTUNOBbLIN 3P TPUXITOPYKCYCHOM KMUCMOThl U 18 I npoAykTa, NONy4YeHHOro, Kak 3T0 onvucaHo B ctagun Avnm A'.
[HatoT Temnepatype NOAHATHCA, @ 3aTEM NEPEMELMBAIOT Npu KoMHaTHOM TemnepaTtype 1 yac 30 muH. MpubaenstoT
npu +10/+15°C, 100 cm cmecm BoAa-MpnavH (4-1), nepemelunBatoT cMecs 1 vac, gaBas TemnepaTtype NOAHSATHCS,
a 3aTem npuGasnsioT 100 cm® cMean Boa-KOHLIEHTPUPOBaHHas CONsiHas kucrnoTa (6-4). MepeMelumBatoT 15 MUHYT,
KCTParMpytoT MeTUNEHXNOPN-40M, MPOMbIBaIOT BOAOW OPraHWYeCcKWin Crion, cyllaT ero U OTFOHSAKT pacTBOpUTEnb.
Kpuctannel pacTeopsAloT B MeTuneHxnopuae, npubaensioT M30NponuoBbIn 3dmp, OTTOHSAT MeTUNEeHXopua,
oxraxaaloT N 0TcacbiBalOT KpucTannbl. MaToyHble pacTBOpbl XpOMaTorpadmpytoT Ha ABYOKMCU KPEMHUS, SMIOMpPYs
CMEChH0 LMKIorekCcaH-3aTUNoBbIN 3dmp yKCYCHOM kncnoThbl (8-2). MonyyatoT 21,8 r. uenesoro npoaykta. T. nn.=175°C.

WK cnekTp (CHClI3).

MornoteHus npu 1715 cm™ 1 1730 av™ (C=0) makc. 1705 cm™' 1643 om™" (C=C genbtad) n 1610 cm' (C=C).

AMP cnekTp (CDCl3 90 Mry 4yHMm).

Cwmecs nsomepos 20 Cl.

18-CHas: 1,02-0,98; 19-CHas: 1,25; TvokeTans: 3,33; CHs-cnoxHbin admp: 3,83-3,82; Ha: 5,58.

Cragua B: Metunosein adwmp 20-deHokcmn-3,3-[1,2-ataHammn-6muc-(tmo)]-11-okco-nperHa-4,17(20) aueH-21-
OHOBOW KMCIOTHI.

B MHepTHOI1 aTMOCtepe HarpeBaloT ¢ 0BpaTHBLIM XONOAUIbHUKOM cMecs 18 © dpeHona, 150 av® GyTaHoHa, 30 r
npoaykTa, NOMY4EHHOro no cnoco6y, onuncaHHoMy Ha ctaguu b, x 17,7 r kapboHaTa kanus. Nocne 16 yacoB cmecs
BbINMMBalOT B cMecb 100 ov® Boabl, 90 r mbga m 10 om® 10 H. pacTBOpa €gKoro HaTtpa. JKcTparvpylot
MeTUNEHXTOPUAOM, MPOMbIBaLOT BOAOW OPraHNYeCcKUin Crov N KOHLUEHTPUPYIOT ero. [ornoLaT oCTaTok MeTaHOomoM,
OCTaBMAT ANS MeANeHHOro OCTbIBaHWS K OTCacblBalOT KPUCTanmbl, a 3aTeM cywat ux. B gga npuema nonyyatot
27,4 r uenesoro npogykTta. T. nn.=208-210°C.

WK cnekTp (CHCl3).

MornoleHue npu 1592-1491 cM™' (apomaTyeckoe coeamHenmne Tuna CeHs-O-); 1714-1705 am™" (C=0); 1646 cm™
(C=C).

AMP cnekTp (CDClI3 90 Mruy YHMm).

18-CHas: 0,9; 19-CHs: 1,21; TnokeTanb: 3,33; CHs cnoxHbim adwmp: 3,63; Ha: 5,58; CeHs: 6,81 po 7,39. Cmecs
nsomepos 20-0-CeHs

Cragusa I Uukrmyeckmnn (11 6eta)-3,3-[(1,2-aTanguun)mepkanton]20-deHokcn-11,21-gurnapok-cu-nperHa-
4,17(20)-opneH-3-0H.

B nHepTHOM rase CMeLIJI/IBaIOT 20 r nonyyeHHoro Ha ctaguu B npogykTta n 200 om® TOonyona, oxnaxgarT Jo -
25°C 1 MeaneHHo BeogaT 110-cm® 20%-ro pactBopa antomoruapuga aunsobymina B tonyone. fatot TemnepaType
nogHsatbea oo +10°C, nepemewmBatoT 1 yac, a 3aTem 3aHoBO oxnaxgatoT go 15°C. MeaneHnHo npubaenstoT 10 cm®
MeTaHona, dawT TemnepaType nogHamesa go 0°C u megneHHo npubaenstoTt 200 om® 2 H. pacTtBopa CONsIHOWM
KUCnoTbl. [lekaHTUpyloT, NPOMbIBalOT BOAON OPraHWYeCcKUi Crnon, cywaT M OTrOHAT pacTtBopuTtens. OcTaTok
XpoMaTorpacupytoT Ha ABYOKUCU KPEMHUS, SOMPYsS CMeChbio TOMYyoNn-3TUIOBbIA 3hnp YKCycHOW Kucnotbl (9-1).
MonyyatoT 17,4 r ueneBoro NPoAyKTa.

WK cnekTp (CHCl3).

MornowweHne npu 1490-1596 cm™' (CeHs-O-C); 1644 cm™ (C=C perbTta) u 1682 cm™' (C=C); 3612 cm' (OH
CBOOOAHbIN).

AMP cnekTp (CDCls - CsDsN/ /90 Mru, YHm).

18-CHa: 1,17; 19-CHa: 1,29; Tvoketans: 3,33; CH20H: 4,15; H11: 4,32; H4: 5,45

Cragusa [O: (116eTa)-11,21-gumppokcn-20-ceHo-kcn-nperHa-4,17 (20)aneH-3-oH.

5 r MOMY4EHHOTO BbILLE MPOAYKTa PACTBOPSIIOT B 10 om” xnopucToro MeTuneHa u 30 cm® meTaHona, npnbaensioT
2,5 cm® onpecHeHHon Boapl, a 3aTem 0,3 r oga. Monyyatot pH=1,5 n B 15 MuHyr BeOgAT 1,4 cm® 50%-oi nepekucum
Bogopoaa.

Cpepny okucneHus HenTpanusyioT npubaskon 2 r Tnocynbdata Hatpus. 3atem npubaensoT 5r knapuens,
PUNLTPYIOT M KOHLEHTPUPYIOT AOCyXa MOA4 YMEHblUeHHbIM AasneHmeM. Cyxom 9SKCTpakT pacTBOPSOT B
MeTUNEHXNOpUE, NPOMbIBAIOT €10 PacTBOPOM 1 T TMocyrbdaTta HaTpust B 25 cM°® BoAbl, AEKAHTUPYIOT, CylaT 1
KOHLIEHTPMPYIOT AOoCYXa No4 YMeHbLUEHHbIM AaBIeHeM 1 nonyyatoT 4,8 r cbiporo LeneBoro npogykTa.

1,8 r 3TOro MpoAyKTa ouvwWwalT xpomaTtorpadmein Ha [OBYOKUCM KpeMHUs (3MaHT: MeTuneHxnopua-
nsonponaHon-97,5-2,5) n nonyyatot 1,7 r uenesoro npoaykta. T. nn.=188°C.

WK cnekTp (CHCla).

MornoweHns npun 3613 cm” (OH) 1662,1617 1 868 cm” ,qeana4-30Kco) 1597-1491 cm ( O-CsgHs).

AMP cnekTp (CDCls - CsDsN - 90 Mri YHMm).

18-CH3: 1,17; 19-CHa: 1,42; H11: 4,27; Ha: 5,67; CH20H: 4,11, CeHs: 6,87 oo 7,37

Cragusa E: (116eTa) 11 21-AI/IFI/I,D,p0KCI/I -17,20-anokcmn-20- qJeHOKcm nperHa-4-eH-3- OH

B MHEPTHOM rase cveLmBaloT 1,0 r nonydeHHoro B ctaguu [l npoaykTa, 10 cm® aTnoBoro admpa chyCHOVI
KMCMOTbI M 5 cM> BoabI. MpubaensatoT 0,5 r BTOpMYHOro gocdata Hatpus, 0,65 r HagdTaneson kucnotel 1 0,75 om®
50%-Hon nepekncn Bogopoda, nepemelumsatoT 3 yaca 15 muHyt, npmbasnsioTt 0,15 1 BTopquoro docdaTta HaTpus
n 0,20 r HaadTaneBon KMcNoTel U nepemewwmsatot 1 yac 15 muH. 3atem npubasnsaioT 20 cm® aTnoBoro admpa
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YKCYCHOM Kucnotel u 9 cm® 1 H. pacTBopa eAKoro HaTpa, nepemMeLuMBalT 5 MUHYT, AeKaHTUPYIOT, NPOMbIBaOT
opraHu4yeckuin crnow BoAOW U BOAOW, copepxaller Gucynbdmt HaTpus 1 1 H. pacTBOp CEPHOW KUCMOTbI, cyliaT 1
ynapusatoT gocyxa. MNMonyyatoT 1,05 r cbiporo LeneBoro npoaykta (KOTOpbI HEYCTONYMB), UCMOSb3YEMBbIA B JAHHOM
BMAE Ha creayloLen ctagun.

Rt 0,28 /oByoknck- kpemHus -CH2Clo/ gnokcan -90/10/.

WK cnektp (CHCIs).

Mornowexve npu 3613 cv™ (OH); 1662 1 1616 cm™ (genbTa-4-3oH); 1600, 1590 1 1494 cv™' (apomaTnyeckoe
coeanHeHue).

AMP cnekTp (CDCl3 300 Mruy YHMm).

18-CHa: 1,29 (S); 19-CHs: 1,43 (S); -C-CH2-0-; 3,49 (dd) n 4,20 (dd); H11 eq: 4,32; H4: 5,68; H o1 OCgHs: napa
7,06 (1), op10 7,13 (d)  meTa 7,29 (7).

Cragusa X: T'mapoKopTU3OH.

B nHepTHOM rase cmewwmBarT 5 cm® meTaHona, 3 ov® Bogsl 1 0,08 cm® 1 H. pacTtBopa cepHon kucrnoTsl (pH 2).
Mpun koMHaTHOM TeMnepaType npubaenaT 0,525 r nonydeHHoro Ha ctaguun E npogykta n nepemelumBatoT 16 yacos.
Hentpanusyior npubasneHnem 6ukapboHata HaTpMa U aKCTparMpyroT mMeTuneHxnopugom. OpraHMyecknin crow
cywaT 1 ynapuealT gocyxa. OcTaTok MOrnolalT MeTUNeHxnopuaom, cogepxaumm 5% meTtaHorna, B ropsiyemM
BUAE, a 3aTeM KOHUEHTPUPYIOT A0 Havana Kpuctannusauun. [JatT oCTbIHYTb, OTCachiBalOT KPUCTaMIbl U CyliaT UX.
KOHUEHTPUPYIOT MaTouYHble PacTBOPblI U OCTATOK XpomaTtorpadmpyloT Ha [OBYOKMCUM KPEMHMUS, 3MNIOMPYs CMeChbio
metuneHxnopug-metaHon (95-5). lonyyator B uenom 0,318 uenesoro ruapokoptnsoHa. T.nn.=224°C.
Anbhap’=+164°+2,5° (K=1% ataHon).

WK cnekTp (Ba3ennHoBoe Macno).

MornoweHwue npu 3430 cm™ (OH), 1710 ecm™* (C=0), 1642, 1630 1 1610 e (aenbTa4 3-oh).



