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product: interphenylene
7-oxabicycloheptyl-substituted analogs of
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MaobpeTteHne OTHOCUTCH K WHTepdeHUNneH
7-OKCabUUMKIOrenTun3ameLLeHHbIM

reTepolMKnn4YecKnm aMUOHbIM aHanoram

npocTarnaHaMHa,  KoTopble  ABMSIOTCH
KapanoBacKyNAPHLIMA areHTamu, MNonesHbIMK,
HarmpuMep, B NeYeHUn TPOMBOTUYEecKMX W/Unn
BA30CMNACTUYECKMX 3ab0oneBaHWid, W  WMMeloT
XOPOLWYK CTACWNBHOCTE MH BMBO M XOPOLLYIO
ONUTENbHOCTL OWCTBUA. 3TW  COeAMHEHMA
HUMEIOT CTPYKTYPHYIO chopMyny.

1

Z

I BKMIOYAKOT BCE WX CTepeOX3OMeptbl, rie m ecTb
1 unum 2.

nectb 0, 1, unu 2;

Y ecTb KAcnopof, ABOWHas WNK ofuHapHas
CBA3b (TONBKO OAMHApPHAaa CBA3b, KOrda n ecTb
Honb);

R ectb COzH, COy HM3WKWA ankun, CHyOH,
CONHSO5R3, CONHR 3=

X ecTb kucnopopg, nnn NH;

R1 ectb BOAOPOCA, HW3LLMWIA ankin, HU3LIWA

anKkeHWn, HWSLWKWA ankAHWM, NUNEPUONUHAN- UMK
MMWUAA30NUN-HU3LWWA ankun,
C 4-Cy yuknoankun, Cg-Cy-LMKNoankun-HMawmui
ankun, theHun, HesamelleHHLIR N
3aMelleHHbIA  TMOpPoKCH, BeH3WNOKCUIPYNNowH,
WANW HW3LWER anKoKCUrpynnon, AudeHnn-HN3LWnA
ankun, B KOTOPOM hbeHWn ecTb HesamelleHHbIA
nunu 3aMeLLeHHLIA HU3LWWM ankunom,
CyNbOHUN, TMAPROKCKN, ranoreH, WnM HU3LLIWA
ankun MepkanTorpynna WK
LuUKnorekcunneHTamuaorpynna;

R2 ectb BOAOPOA WK HASLIWA ankum;

R3 ecTb ankn; 1

R32 ecTb BOJOPOS, UMW aMKUM, U OXBaTHIBAOT
crnegyrowpye TUMbl CoeAUHEHUN:
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[prUMeHAeMbIA TEPMUH "HH3LWKWA ankun" unu
"ankun" BKNOYAET paguMkansl Kak ¢ NPAMOR, Tak
W pas3BeTBNeHHOW Uenkl, codepxalwne go 12
aToMOB Yrnepoga, npegnodTuTensHo 1-8 aToMoB
yriepoda, TakUe KaKk MeTun, STWn, nponuim,
waonponun, ©yTtun, TpeT-ByTun, KM300yTUN,
NeHTmn, rekcun, nmaorekcun, rentun,
4 A-AMEeTUNNeHTWN, OKTWN,

2,2, 4-TPUMEeTUNNEHTUN, HOHWI, AsUunn, yHaeuun,
Jofeuunn, pasHooobpasHble W3CMepbl WX C
pa3BETBJ'IEHHOI7I ueneko, M aHarornyHbele, a TakKe
TakMe rpynnbl, BKMKuYawWwue 1, 2 unm 3

ranonaHbIX JamMecTnTend, apWUnbHbLIA
3aMecTUTernb, alkunapuibHeld  3aMecTUTerb,
FaJ'IOVIJJ,apMJ'IbeIVI, ummoanKmanan unn

anKkUNUUKNOanKuneHbIA 3aMecTUTeNb.

TepMuH "Unknoankun" BKNOYaeT
HacbllWeHHble  UMKNUMYeckre  yIneBoAopoLb!
rpynnel, cogepawue 3-12 aToMOB Yrnepoa,
npeancytuTensHo 3-8 atoMoB  yrnepoaa,
KOTOpEBIE BKMAOYAKT LMKNONPONW, LUKNOOyTMN,
LUKNONEHTHN, LUKnoreKeun, LUKNorenTnn,
LMKNOOKTMM, LUMKNOASUMN W uuknogodeuun,
npuyeM nodas 13 ykasaHHbIX rpynn MoxXeT BbiTb
3amelleHa 3amMecTUTENAMK, TakMMK KaK ranoreH,
HU3LWWIKA anknun WUnM HASWKUK ankokcy.

TepMUH "HU3LKWA anKkokcK", "arnkokcu" WK
"apankokcu" BKMoYaeT nwbyo 13 NpUBEAEHHLIX
Bbllle anKWMbHBIX, HW3WWX anKANEHbIX WK
apankuneHblX rpynn, CBfA3aHHBEIX € aToMOB
Kucropoda.

Mcnonbayemelld  TepmmnH  "ranoreH"  Wnn
"ranoua” OTHOCKUTCH K Xropy, Bpomy, dpTopy Unu
Aogy, npyyem npeanoquTasTca Xnop.

MpeAnouTUTENEHEIMKA - ABNAIOTCA T
COeOWHEHNA  opMmynbl |, B KOTOPOW
npegctaenaet 1, n 2, Y npeacraenaer coGoi
ogWHapHylo cBfAsb, X npegcraenger O, R

npegcraenger CO oH, R!" saenseTcs

3ameLleHHbLIM ankunoM, u R2 npeacraenser H
unu ankun, u Y (CHg),-R Haxoguted B OpTO-
N MeTanonoxeHW.

PaaHooOpasHble COSQMHEHWA  OaHHOro
naobpeteHna MoryT ObiTb  MNOMyYeHbl  Kak
NoKasaHo HWxe.

CoegnHeHWa  copmynel | gaHHOro
n3obpeTeHns MoryT GbiTb NONyYeHbl, HAaNpUMep,
chenyoLWwum obpaaoM.

CoeanHeHns MnaobpeTeHusa, B KOTOpPbIX Y
npedctaBnaeT oguMHapHYo cea3b, N 1 1N 2 1 X
KACnopod,  NonyyawTes  UCXoda M3
OpoMceHUNankunoBoro cnupta A

(CHZ)/OH rge n npegcraenger

"
n+1l
&
Br
cobod 1 unm 2, KoTopeld obpabartbiBaertcsa
3aWWTHBIM coedrHeHUeM, TaKUm KaK

TpeT-OyTunxnopandeHuncunaH, B NpucyTcTBUM
aMWHOBOMQ OCHOBAaHWA, TAKOMO Kak TPUSTUIIaMUH,
W WHEPTHCrO pacTBOPUTENA, € MNPUMEHEHWEM
OBWENPUHATEIX NpUemMoB, ¢ obpazoBaHUEM
3aLUMLLEHHOTO  GpOMEEHUNanKUIBHOMO
coeMHeHNA B
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(CH2)n+1-OprO

By

MpvMepamMy  3alULLAKLIMX  COBAVHEHWH,
NOOXOASWMX ANS WCMONbL30BaHUS 34EeChb MNpU
B3aMMOOelCTBMM ¢ OpoMeHUNanK1UNoBLIM
CNYPTOM A, BKMIOYAIOT, HO HE OrpaHWYvBaloTCA
MM,

CH_ CH_ CH CH_ CH
13133 1313
c1—51—c—<|:H c1—?1—<|:—cu3
CH_ CH_ CH CH_ CH
z 3 3 2 3

(XnopaumMeTunrekcuncunaH)
(Xnop-gnuMeTun-Tpet-6yTrncunaH) unn
CH

Hs
O
[ 3

1-5i—C—

O

(TpeT-By TMNXNnopAndEHUICUNAH).
3awueHHoe  coeuHeHwe B zarem
TPAHCMETUINNMPYETCA € NOMOLLbLI CBpaboTKX
TpeT-6yTunnuTHeM  UnNK  H-ByTUNNUTHEeM B
MPUCYTCTBUK OU3TUNOBOro achunpa unu
TeTparngpodypaHa npu MOHWXEHHOR
Temnepartype npumepHc ot -100° ao 0°C (unu
noAasepraertcd peakun MpuHbsSpa C NOMOLLbIO
o6paboTkn MarHMem B NPUCYTCTBMM MHEPTHOMO
OPraHWYecKoro pacTBOPUTENS, Takoro  Kak
TeTparngpodypaH  (TIP)  wnn  OUSTUNOBBIA
achup), a 3aTeM  KoHAeHcupyeTca ¢
(ak30)okTarngpo-5,8-anokcu-1H-6eH3onupaH-3-o0
oM K
(aKkso)okTarnapo-4, 7-anokcunazobeHsodypaH-1-0
NOM (nonyYeHHeIM, Kak onucaHo B nareHte CLUA
N 4143054) ctpyktypsl C

f(CHZ)m
/\\|

| CH — o
z

CH
3

—CH_OH o]
1 Z

o

NpUMEHEHMEM MONAPHOrO COOTHOLWeEHUA C:B K1x
B WHTepeane npumepHo ot 1. 2 oo 14, B
MPUCYTCTBUN WHEPTHOro opraHuyecKoro
pacTBCpuUTens, Takoro kKak TP,  npwu
NOHWXEHHOW TemnepaType npuMmepHo ot -78 o
0°C, ¢ obpasoBaHMEM KOHASHCUPOBAHHOMO
7-okcabuumkriorenTaHoBOro coegnHeHus |l

{CH_3 —-OFPr0
Z nsl

d
{CH_> -CH
! “_1%—@

| OH
CH_OH
|
0

CKOHOSHCUMPOBAHHOE coeanHeHne |l 3atem
nogBepraeTcs TMOPOreHonuay ¢ NOMOLBIO
06paboTku BOAOPOOOM B MpUCYTCTBUN
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Karanuaatopa, Takoro Kak rmopookics nannagus
Ha yrne B YKCYCHOW KWACNOTE WNKM MHEPTHOM
OpraHWYeckoM  pacTBOpWTENe, TaKoM  Kak
aTunauetat, obpasya cnupt Il

{CH_) -0Pr0
Z2 n+l

e

f(CHz)m___<i:f>
/\|

CH_OH
Z

L]

Mpu anbTepHaTMBHON npouedype, Korga
sawmwawowan rpynna (PrO) B coeguHeHumn |l
npeactaenseT cobol reKcUnguMeTUNCHUNAN Unu
TpeT-OyTunanMeTuncunun,  cnvpt Il Moxer
noAapepratbcs aueTUNMpoBaHWIo € MOMOLLbIO
o6paboTkM  aueTUNXNopWAOM B MPUCYTCTBUK
nMpuanHa " MeTUneHxnopaa ans
auetunupoBaHua  ceobodHoro  cnuvpTta, W
obpazopaBWMACA TakMm obpaaom auertar
obpataTeiBaeTCH BOOHOW PTOPUCTOBCAOPOAHOMA
KACMNOTOW B NPWUCYTCTBUWM aLETOHWTpUNa Ans
OTLWENNEeHUA CUIMUNBHONR 3alWTHOW rpynnsl ¢
obpasoBaHunem IllA.

(CH_? +0OH

/ Z n+l
(CH_ >
; z m___<i:f>
OCCH
n
L]
L]
CoefuHeHre |lIA 3aTem obpabartbiBasTcs
3aWMNTHLIM coeuHEHMEM, TaKUm Kak

TpeT-6y TUNAUEeHUNCUNUIXNopKua B
MPUCYTCTBUK  4-AUMEeTUNaMUHONMpUAMHA K
TPUITAMAMMHA 11 MeTUNeHxnIopuaa  Ang
npucoeguHeHWs 3allWTHOR rpynnel, W aueTar
yaandetca ¢ noMowsk obpaboTki BOAHCH
rMMOPOCKUCEID B TeTparngpodiypaHe  Wnu
METUNNKUTHEM B NPUCYTCTBMU  MHEPTHOrO
pacTBOPUTENS, TAKOrO Kak AUITUNOBLIA achmp, ¢
obpasoBaHuem coefuHeHws |IIB.

{CH_) -0OPxr0
Z 1l

s
LCH_ >
f z m___<i:f>
| CH_OH
2
O
roe Pro npeacrasnser coboiA
TPeT-0y TUNANDEHUNCUITAN.
3awuweHHsid cnvpt Il wnu [IIB  3artem

noApepraetcd oKAcneHnww no  [IKoHcy, npu
KOTCpOM pacTBOp 3aluweHHoro cnupta Il unu
IIIB B aLeToHe, OXNawaeHHOM A0 TemMnepatyphl
npumepHo oT -10 go 25°C, obpabaTtbiBaeTcsa
peaktmBom [xoHca (T. e. CrO3, pacTBOpPEHHbIM
VN CycneHAMpoBaHHBIM B CEPHOW KUCroTe B
NPUCYTCTBMKW BOAbI, NONYYEHHbIM KaK onicaHo B
pabore Fieser and Firsre "Reagents for
Organic Synthesis", tom 2, ctp. 142 (1967))
¢ obpazoBaHnem KMcnoTbl 1V,
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{CH_> —OPrO
Z2 n+l

/

7

<o _H
| <

4]

Kucnoty |V B WHEPTHOM  OpraHUYecKkom
pacTRoOpWTENe, TakoM Kak TeTparngpodypaH,
3atem noggepraertcsa peakumm
KapboAMMMMAHOIO COYEeTaHWs ¢ XNOpruapaToMm
amuga A

HCleH 0-OR* roe R* npeactaenser

1]

M-CH-C
2

CH
0/ z
HU3LLWA ankun, Takol Kak MeTWn Wiy aTun, unu
apvn-ankun Takoi kak ©eHawn, B NpUCyTGTBMK
AnUMKnorekcunkapdogmnaa (Acc) [Elplt
{3-gnmeTunammHenponun)-3-atunkapbogmumuia
WSC) 4 1-rnppokcnbeHaoTprasona "
TPUaTUNAMUHA B aTMocdepe MHepTHOro rasa,

TAKOro Kak aprcH, MPUMeHSeMoro B MOMSPHOM
cooTHoweHn LIV B npegenax ot 1,211 go

NPUMEPHO 1:1, ans obpasoBaHus
rmopokcuammuaa vV
{CH_» —-0OPr0
e
/\l )
n a
C-H-CH-C—-0-R
nill
O H CH_OH
0 z

fuopokcnamug, Vo nogseprancs  3aTtem
UMKNOZEerMAPUPOBAHMIO, a WMEHHO pacTBop
BelwlectBa V B WHEPTHOM  OpraHU4eckoM
pacTBopuTENe, TakoMm Kak TeTparugpodypaH,
aUeToOHUTPUN 1N xnopodopmM, B aTMocdepe
MHEPTHOrO rasa, TaKkoro KaK aproH,
obpabaTteiBancd TpUdheHUNPoCcHUHOM
(NPUMEHEHWE  MONAPHONO  COOTHOLUEHWUSA
V. TprudeHunhochH npuMepHo ot 1.1 o 5:1) u
TETPaxNOPUCTLIM  BOAOPOAOM B MNPUCYTCTBUM
OCHOBAHWA aMUHA, TAKOrO Kak ToUaTUNaMMUH UK
ANM3oNPONUNaTUIaMUH, Ansa  obpaaoBaHWA
okcasonwHa VI

OkcazonuH VI oKkMcnancs ¢ NOMOLLbH
obpaboTkn ABYOKUCHIO MarHmusg nunu
npednouTUTENLHO MNepoKUCE HWMKena And
obpazoBaHua okcaszona Vil
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{CH_) -0Pr0
Z2 n+l

(CH )
jﬂn_c— O-R
L+
Oxkcason Vil npeBpaLlLarncs B
COOTBETCTBYIOLLYIO ~ KMCNOTY € MNOMOLLbIO

obpaboTtkm VIl OCHOBaHMEM  TakMMm, Kak
rMOPOCKACE TMWTWUSA, TMAPOOKMCh HATpUsa WK
rTMOPCOKACE  Kanus, ana  obpasopaHusa
COOTBETCTRYWLLER conu LWeno4YHoro Metanna, ¢
nocnegylwower  HedTpanusaumeid  KACNOTOh
TaKkoW, kak pasbaBneHHas consHas Kuenota unu
LWaBeneeas kucrnota Aana obpasoBaHus
KWCNoTHOro coeguHeHua Vil

<CH_)>  —OFro
/
|j s
o
L4}
Kucnota VIl npeepallanacb B

COOTBETCTBYIOLLMIA XNOpWA KUCNOTE! ¢ NOMOLLEIO
obpaboTkm VIl OKCANUNXNoOPUAOM
HeoGH3aTenbHO B MPUCYTCTBUM KaTaNMTUHECKUNX
KOMM4ecTB JuMeTundopmaMuaa, ] B
HenonsApHOM pPacTBCopUTENe TakoM, kak GeHaon,
Tonyon wunu metuneHxnopu. O6pasoBaHHbLIA
TaknuM oBpa3oM XNopPUA KACNOTL PpacTBOPANCA B
WMHEPTHOM pacTBOpWTEne Takom, KaK
METUNEHXNOPUA, UMK TOMYor, OXMaxAeHHOM Ao
TeMnepatypsl B Npefenax npumepHo oT -10°C
no +10°C, 1 nobarnanncs aMUHHOE OGHOBAaHWE
Takoe, Kak TPUSTUNaMUH W MUPNAWH K amMinH E

HN 1 wunu ero coflb, C MNPUMEHEHWEM

2
R

MonsdpHOro cooTHoweHwa E:VIIL B npegenax
npumMmepHo oT 1,1:1 go 1,5:1, obpasya okcason IX

{CH_) —-OPr0O

// Z n+l

(CH )

/\jl»ﬁ

CI/IJ'IbeII/I achup IX craHoBunca a3arem
He3aLUWLLEHHbIM C NOMOLLbI0 06paboTKM BOAHbIM
pacTBOpPOM  (pTOpOhOAOPOAHOR  KMCNOThl B
NPWUCYTCTBUM aUETOHUTPUMNA W MeTUneHXnopuia
1 3aTem noaseprancs OKMCNeHW no [HKoHcy ¢
NEUMMeHeHUeM  NPUeMoB, OMUCaHHLIX  34eck
paHee ona obpasoBaHWd okcasona | gaHHoro
n3obpeTeHnd
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B anbrepHaTuBHOM cnocobe, coeguHeHWA
chopmynel |, rae Y npefcraensdeTt ABOWHYIO CBA3b
1 X npepcrasnget O, MOTYT NpUroTaenuBaTLCH
npexge Bcero co cnuvptom Il ¢ nomouwbo
3aWMUTEI  ero  CNUPTOBOA  OYHKLMK  nyTem
o6paboTki, Hanpumep, PAacTBOPOM YKCYCHOro
aHrnapuaa, nMpUanHa "
4-AUMeTUNIaMUHONUpUaMHa Ana obpasoBaHKUs
3aLMLLEHHOro cnupTa X

{CH_? —OPrQ
Z2 n+l

7
/\l .
]
CH_OCCH
| Z 3

0

ANbTEPHATUBHO, coednHeHne || MoXeT BbiTh
3aWMLEeHD ¢ NOMCOLIBbK COpaboTKK, HanpUmep,
PACTBOPOM YKCYCHOrO aHrmgpuga U nupuanHa
ona obpasopaHua coeguHeHna Xl

rll /(CHz)n+l—OPr0
{CH_» =
7 2 m-1 1
QCCH
/\ | n s
O
CH_OCCH
| Z n 3
0
L]
KoTopoe 3arem noAsepranoch

TMOPOreHonMay, Kak OfnucaHo Bbllle Angd
nony4eHns coeguHeHns X.

3alMWEeHHBIA  cnupT X nogeepraeTtes
oKMCNeHnw no  [KOHCY C  NpUMEHEHWEM
NpMeMOB, ONWCAHHBIX 30eCb  paHee  Angd
nonyyYeHWs HeouWLLEeHHOR KWCNOTbl, KoTopas
nodBepragtcs peakly CHATUA 3aLlnTsl BOLHOM
TMOPOOKACEK B MPUCYTCTBUM  WHEPTHOro
OPraHW4Yeckoro pacTBOPUTENA, TaKoro kak TId,
a 3arem CMNOoXKHOK aTepudukalmin, Hanpumep, c
NOMOLLEK 06paboTk ANa30ankaHOM, TaKUM Kak
ONa30METaH, WM KACTEIM CMMPTOM, TakMM Kak
xnoprugpar  Mmetadona, ¢ o6pascBaHWEM
crnoxHoro acupa cnupta copmynsl Xl

CCH_) —cozammn

/ 2 n

;I'( CHZ)M—Q
/\|

CH_OH
Z

o

3arem crnoxHblid spup cnnpta Xl nogeepra-
eTca okucneHwo no xoHcy, aasasa kuenoty Xl
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SCH_» —-CO_JankKHun
Zn Z

v

/\|

CO_H
Z

o
Kucnoty Xlll 3atem nogBepraloT peakuymm
KapbooMMMUAHOIO COoMeTaHWa ¢ XNopruapaTom
amuHa [, roe R4 npeactaesnaet 6eHaun, Kak
ONMCaAHO BbiWe (B OTHOWEHWK COoYeTaHus
kncnoTel V), ana obpasoBaHnsa amuga XIV

CCH_)» -CO_ankHun
Zn k4

3
C—HN-CH-COR
ol
O H CH_—0OH
-4

o
AmMna XV 3aTeM nogsepraeTtcsa
LyKknoaernaparaumm {c MCNoNb3oBaHUeM

npouedypkl, aHanorMyHoW uuknogerunapatTalni
amuHa V), obpasya okcaszonuH XV

CCH_)» -CO_ankHun
n Z

Vd 4

.v'( (:H2 ] m_®

1

-
| f_ﬂ—cog

o )

KOTOpPLIA BBOAAT B PeaKUMKO OKUCINEHWUHA C
WCMNOMb3oBaHWEM  ABYOKMCKM  Mapradua, wnuv
npeanoyTUTeNbHO, MNepekucu HUKkenda, ana
obpazoBaHua okcasona XVI

-l'( (:Hz ] m_@

&1

<cH_> —Co_anxun
Zn Z

N
B

o L+]

Okcason XV| 3aTem nopgepraetcd peakumm
CHATUS 3alNUTHI NS yaaneHns R 4, Hanpumep,
¢ NOMOLLBIO 06paboTKK TMOPOOKACEID Nannagua
Ha aKTMBMPOBAHHOM Yrne W BOAOPOAOM B
NMPUCYTCTBUN WMHEPTHOrO pacTBOPWTENA, TaKoro
KaK sTUnauerar, c obpascBaHUemM
COOTBETCTBYIOLLER KMcnoTbl XVII

¢cH_» -Co
Z n 2

Kucnota XVII 3atem npespawlaetcs B
COOTBETCTBYILMA XNOpaHrMapug KUCNoTbl ¢
npUMeHeHUem npoueaypsl, aHaNOrA4YHOR
npremy, onUcaHHOMY B OTHOLLEHWM KUCNoTbl VI,
W nonyvYallwmica B peaynerare xnopaHrmgpug
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kucnotel  obpabartbiBaeTcd  aMmuHOM E ©
npUMeHeHWeM  npoueaypel W MONAPHOrO
cooTHOLWeHNs EXVIl aHanormuHLIX yCrnoBuaM,
OMNWCaHHLIM 30eChb paHee B OTHOWEHWUW KACMOThI
VI, ¢ obpazoBaHuemM cnoxHoro adupa corfacHo
naobpeteHuo |E

CCH_? —cozanxnn

/ 2 n

CnoxHeldn  schup  |[E MoxeT  3atem
TMAPONM3oBaTECH ¢ MNOMOLWb  oGpaboTKy
LWeNoYHO-MeTaNMUYEeCKUM CCHOBaHUEM, a 3aTeM
BOOHOW KWCnoToW, obpasya COOTBETCTBYIOLUYIO
kucnoty 1.

CoeWHEeHUs [JaHHOrC UW3obpereHus, B
koTopbiX Y npegcTaBnser kucnopond, uo X
npedcTaBnseT KUCNopog, MoryT GbiTe NomyYeHs
cnegyowmnm obpasom:

EpomcbeHon A'

OH nogeepraetca obpaboTtke
s

~
Br
3aWWUTHBIM CoefMHEeHWeM, Takum Kak
XNop-TpeT-6yTunanumMeTuncunad, oeHsuntpomMua
nu BpOMOMETUN-METUNOBLIA achup,
npeAnoyYTUTENBHO B6eH3MndbpoMUaoM unu
OpOMOMETUN-METUNOBBIM ~ 3hKpoM,  And
opTo-6pomMdeHona, c NnpEUMeHeHUem
obLWenpuHATLIX  NpUeMoB C¢  obpasoBaHWem

3ALNLEHHOMO BPOMBDEHUNBHOO coeanHeHns B!
OPrO rgoe Pro npepcrtaenaer

o
Br
coOOR 3alMLLAaOLWYH TPYNNY.
Mpumeps! 3aLNTHBLIX COEOMHEHWH,

NoaXo4saWmMX Ans UCNONb30BaHWA B peakyn ¢
BpomMcbeHonom A1, BKMOYaeT coejuHeHus,
npedcTaBNeHHble 30eCt Bbile B OTHOWEHUU
3almMTbl cnvpTa A.

3allMLIeHHoe  cosauHeHue B! aartem
TpaHcMeTannupyetca (G MCMONb30BaHUEM
npoueaypsl, aHanorMyHOR OnucaHHOR 3aech
Bbille And TpaHcMeTannMpoBaHUA CoefnHEeHUs
B ¢ wecnonsaoBaHwem n-6ytunnutua B TIP) ¢
obpasoBaHUeM CKOHAEHCUPOBAHHOMO
7-okcabuunknorentaHoBoro coegunHernus XXII

OFxrQ

KoHgeHovpoBaHHOE — COeAuHeHWE  3aTeMm
nogBepraeTcs  rMOPOreHonMay ¢ NOMOLLLI
obpaboTku BOAOPOACOM B NPUCYTCTBWU
kaTanusaTtopa, Takoro Kak nannaguid  Ha
aKTUBUPOBAHHOM YrNe, B YKCYCHOW KucnoTe, ¢
obpasoeaHvem cnupta XXl B cnyvae, Korga
Pro npedcrasnset cuUnun unu
METOKCUMETUM-SMPHYIO 3aLLMTHYK MRYNny, Ui
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c obpasoBaHnem XXIV HenocpencTBEHHO, Korga
Pro 6eHaun.

oPyO

e

J(CHZ) m—@
/\|

| CH_OH
2

o]

Koroa Pro npeactaenaeT cOBOM CUNMUMNBHYHO
3aWNTHYIO rpynny, coeguHeHue XX
nodBepraetcs CHATUIO 3aLlKMTHl C NOMOLLLID
0bpaboTkn, HanpuMep, pPacTBOPOM aleToHUTPUN
N BOOHOW PTOPUCTOBOOOPCAHORA KWACMOTHI C
obpazoBaHueM debnokupoBaHHOro cnuprta XXIV

OH

s

,.r( CHZ)M—@
/\|

CH_OH
Z

O

Cnupt  XXIV  3aTem ankunvpyetcs ¢
nomoLLs obpaboTkn pactBopa cnvpta XXIV B
TeTparngpodypaHe MOMApHBIM  SKBUBANEHTOM
rMapuaa  Hatpua MM OOHUM  YeTEIPbMA
3KBMBANeHTamMW kapboHaTHONC  OCHOBAHWA,
Takoro kak kapboHat Kanus. lNonyvalownica B
peaynsTare pacTBop heHonATa ankupyercs ¢
nomowso  oBpaboTkKM  CNOXHBEIM - SPUPOM
ranonjankaHoBoW KMUcnoTel F

Hal (CHs), COoankmn ¢ npUMeHeHWeM
MONAPHOIroC cooTHoWeHWa FXXIV npuMepHo oT
1.1 pgo 3.1, B NpPUCYTCTBUM WHEPTHOrO
OPraHWYeckoro pacTBOPWUTENA, Takoro Kak TId,
Ny AumeTndopMamMua, Unu JUMeTOKCUaTaH, G
obpasoBaHMemMm croxHoro adupa XXV

OCCH_» —CO_ankun
Zn Z

/Y

CH_OH
| 2
O

ANbTEpHATUBHO, KOrda 3allUTHag rpynna B
coeduHeHnn XXl npepctaBnaer  coOor
METOKCUMETIN, ceobogHbIR rMOpPOKCUN
3allMaeTca B BlAe GEH3AUNOBOrO  achupa.
MeTokcumMeTWNbEHAA — 3alluTHag  rpynna
yaangerca ¢ nomouwelo obpaboTki BOOHCH
KUCMNOTOM. Monyvaowmnnca cheHon
ankunupyertca sTunbpomaLeTaToM, Kak onucaHo
Bbile Ang ankunuposaHia XXIV. beHaunsHas
3aluUTHAaA rpynna 3aTteM ygansaetcs ¢ NoMoWwb
rMMOporeHon3a ¢ UCNnonb3oBaHWEM TMOPOCKUCH
nannagva v eogopoda, garasa coeglHeHue XXV,

ANbTepHATUBHO, CMOXHEBIA adup cnupTta
UcxodHble Martepmansl gopmynel XXV MoryT
nony4aTbes cornacHo npouedype, on1caHHoR B
naTeHTe CLUA N 4536513.

Danee cnoxHeld asdwup  cnvpta XXV
NoABepraeTcA OKUCNeHWo no  [IKOHoy, Kak
ONUCaHO 30eCb BbilLe B OTHOWEHWA OKUCNEHUSA
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cnupta lll, obpasya knenoty XXVI

O(CH_)» -CO_dnkKnn
Zn FA

I(CHZ)M-__<E:3>
/\|

| COOH

L]

Kucnota XXVI| 3atem wcnonbsyetca Ans
nonyy4yeHna coegnHeHW nacbpeteHns popmynel
IF m IG ¢ MCNonL3ocBaHWEM  NPUEMOB,
npedcTaBNeHHbIX  Bblle  MPUMEHWUTENBHO K
npespalleHnto KUenoTel Xl B cnoXHLIA sdup IF
W kuenoty |G

O-{CH_> —-CO_ankun
Z nm Z

1
/R
2
R

/\?@M

L]

O-C(CH_» CO_H
Z2n 2

e

Sy
n R
|

[+]

CoefuHeHna M3obpeTeHnd, B koTopbiX Y
npedcraesnaet cobol oguHapHyo cBa3W 1nn O,
W X npegctasngeT NH, nony4akres, ncxoaa va
ammga XXVII, koTopblid gernaparmpyercs npu
HarpeBaHUK NpU Temnepatype MNpUMEpHO OT
80 °C po 120°C, B nNpWUCYTCTBUW NWPUAWHA,
oKkcanunxnopwaa 7 aMmMeTuncopMamMuaa,
obpasyda HUTpun XXXI

¥Y-C(CH_> —-CO&_ankun
Zn F4

o

| cN
o

Hutpun  XXX| nogeepraetca  peakuuu
npucoeguHeHWA ¢ nomolblo obpaboTkn XXXI
COMAHOM KWCNOTOW W MeTaHonom, obpasyd
COOTBETCTBYIOLLYIO MMUHOSUPHYKD conb XXXII

¥-C(CH_> —-CO_ankun
Zn F4

e
| (I::HH'HC1
OCH
L] 3

MpocToi UMUHO-3chUp XXX
KOHOEHCHUPYETCS CO CNOXHEIM schrpom amuHa C
B MPWUCYTCTBAM  TPETUMHOIC  aMWHOBOIO
OCHOBaHWA,  HanpuMmep,  TPUaTUNaMKUHA,

avuscnponunaTtinamMiHa ¥ aHanorm4HbIX:
HoNGH2G-Pro. HGI

O roe Pro npefctaBnsaeT 3aWuTHyIO rpynny,
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Takyo, Kak -CHoCH5SIi(CH4g)a nnu
-CH 5sOCH5CH5SI(CH3)a, c  obpasoBaHiem
crioxHoro acoupa XXXIII

¥-{CH_2 -CO_dankuan
Z 0 2

-

f‘cHz)m———<i:f>
/\|

C=M-CH_-CO_PFPro
| 2 2

OCH
L] 3

KOTOpbIA 0bpabaThiBaeTCA OCHOBHOW CONbIO,
TAKOW KaKk MeTunar kanug, Tper-6ytrnart Kanua
WNK 3TKUNAT Karua, B NPUCYTCTBUKA aTUNgopMaTa
¢ obpasoBaHWeM cnoxHo-sbupHoid conu XXXV

¥—C(CH_> —-CO_dInkun
Zn Z

7

7

C=N—C-CO_ FyrO
n

OCH CH
o 3 M

ok
CrnoxHelR achunp XXXIV pacTeopseTcd B
amMmMuake, obpasys umuaason opmynsl XXXV

Y¥—C(CH_J) -CO_ankHn
Zn Z

MMupgason XXXV pebnokumpyetca ¢ no-
MOLLH 00paboTkK
TeTpa-H-6yTUnaMMoHUATOPUOOM, cbpasyd
Kucnoty XXXVI

¥-CCH_ > -CO_ankun
Zn 2

Kucnota XXXVI 3atem nopgeepraetcs
peakuu coueTaHusa NyTem rnpespalleHus
coednHeHna XXXVI B xnopaHrugpua kKUcnoTtsl (c
MCNONb30BaHWEM NPOUEOYpPbl, WCNONb3yeMon
npy npeepaweHan XVIl B |E), a 3zatem
KOHOAeHcauuM ¢ aMmuHoM E B npucyTcTBUK
aMUHOBOIO OCHOBAHWSA, TAKOrO Kak NUPUANH KUk
TPUSTUNAMWH, B WMHEPTHOA aTMocchepe, TakoW
KaK aproHa, ¢ TMpPUMEHEHWEM MONAPHOIo
OTHoweHWa E:XXXVI B MHTEpBane npuMepHo oT
0,81 po 1,2:1, ¢ obpaszosaHuem amuaa |J

¥-{CH_2 -CO_dJdnkKmn
n Z

// Z
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CoeguHeHnn MaoBpeTeHns, B KOTOPbIX N
npeactaesnaer O, U Y oguHapHas cBA3b, T.e.
BEH30MHbIE  KMCNOTB WM WX MPOM3BCAHbIS

cTpyKTYpSI IK

o~

SNy
[ it

o
MOMYT nonydaTbeH, NCXo4a M3 6pOM68H3I/IJ'IOBOI'O

cnvpTa A2

OH
CH p

2

KOTOpPLINA

Br

obpabaTLiBaeTes  3alMTHBIM - COBAMHEHKEM,
TakMMm Kak TpeT-ByTunxnopandpeHuncunar, B
NPUCYTCTBUM  4-OUMETWIT-  aMUHONUPUAMHA 1
aMWHOBOro OCHOB&a&HWA, TaKoro Kak TpuaThunamunH,
M  WMHEepPTHCIO PAaCTBOPWTENS, TaKoro Kak
METUNEHXNopKL, c NPUMEHEHUEM
obWenpuHATEIX  NpUeMoB, ¢ o6pa3oBaHueM
3alMLIEHHOrO GPOMGEH3NNBHOTO COEANHEHUS

hopMVIbl B?
CH>-OPro rae Pro

-
L]
Br
npeacTaBnseT coboi aalUTHYIO Fpynny.
Mpumepamm 3aALUTHBIX COSOWHEHNH,

noaxoasWMx Ona  WCnonb3oBaHWA  30ech,
ABNAOTCH COSAWHEHWA, OMWCAHHbIE BhIlLe
MPUMEHUTENBHO K peakuuu GpomdeHankrunoBoro
cnupta A.

3allMlieHHoe  coefMHeHue B2 aarem
TpaHcMeTannMpyeTcss ¢ Nomollblo oBpaboTKi
TpetéyTunnuTem  Wnn - H-ByTunnutem B
MNpUCYTCTBMWM  OMSTUNOBOrO  Sdhnpa unu
TeTparngpodypaHa, npw MNOHWKEHHOR
TeMnepaTtype nopagka npumepHo ot -100° go
0 °C (Wnu nofpepraeTca peakuny puUHbApa ¢
NoMOLLbK 0BpaboTkM MarHMem B MPUCYTCTBUK
WHEePTHOro opraHU-YecKoro pacTBOpWTENd, Takoro
KaKk TeTparngpodypaH (Tr$) unu gusTrUnoBoro
achvpa), a 3atemM  KOHOeHCUpyeTcAa ©
(sk3o)okTarngpo-5,8-anokcu-1H-6eHsonupaH-3-o
oM K
(aKks0)okTarnapo-4, 7-anokcunsobeHsodypaH-1-0
NoM (nonyyeHHsIM, Kak onucaHo B nateHte CLUA
N 4143054) cTpyktypbl C

f(CHZ)m
/\|

CH_ —mm0
| 2

—CH_OH o]
1 Z

O

NPUMEHEHWEM  MOMAPHOIC  COOTHOLLEHWA
C:B 2 B vHTepBsane npuMepHo oT 1: 2 Ao 1:4, B
NPUCYTCTBUN WHepTHOro OpraHn4ecKoro
pacTBopuTens, Takoro kak  TId,  npu

NOHWKEHHOW  Temnepatype MNpWMepHo  OT
-78°© Ao 0°C, c cOpaszopaHvem
KOHOeHCWpOBaHHOro 7-0KC86VILI,MKJ'IOI’EI'IT8HOBOFO
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coeguHeHna 1A,

CoefnHeHre [IA 3aTem 3aluuwaerca ¢
NomMoLLsK  obpaboTkn, HanpuMmep, pacTBOpPOM
YKCYCHOro aHruoproa " nupraMHa B
NPWCYTCTBUWM  4-AUMETUNaMWHONMPUANHA,
obpaszyqa coeguHeHue XIA

CH_OCCH
| Z 3

"
o L+
BawuweHHsldn cnvpt  XIA noaeepraetcs
OKUCMEeHWI0 Mo [PKOHCY C©  MpUMeHeHWeMm
npoueayp, OfMUCaHHBIX 3[4eCh  BblLE, AN
06pa3oBaHUs HEOUULLEHHOR KUCMOThI, KoTopas
AebnokvpyeTtca ¢ NOMOLLBbKD peakui ¢ BOAHOR
rMMOPOOKACEID B MPWCYTCTBAM  WMHEPTHOro
OpraHUYeckoro pacTBoOpUTEns, Takoro Kak 11,
a aaTem CnoXHO3TEepUUUMpYeTCA, HanpuMep, ¢
NoMoLLB 0BpaboTkX AMA30ANKAHOM, TAKUM Kak
O/a30oMeTaH, WNW KUCNbIM - CNWPTOM, C
obpazoBaHueM crnoxHoro adupa cnupta XIA

COZEU'II(HII

{CH —ZH
AN _@
/\l OH
| CH_OH
z

L]

CroXHEIR 5chUp cnupTa 3ateM noaeepraercs
rMOPOreHonMay, Kak onvcaHo Bbllle, Ans
nonyyeHWs  cnomHoro  acpupa  cnupta
coeguHeHua XIIB

COZ ankKun

7

CH_OH
Z

L

3ateM CnoxXHEIA acoup cnupta XIIB noasep-
raeTcs okucneHwo no oHcy ¢ cBpasoBaHvem
kuenoTel XIHA

CO_ANKHN
2
{CH_ >
f 2 m_@
CO H
z
)]
Kwncnorta XIIIA 3ateM WMCNONb3yeTcs BMECTO
KUCNOThI Xl ang 0bpa3ocBaHUA

COOTBRETCTBYOLNX OeH30MHBIX KACNOT CTRYKTYpP
1K, BKtovas
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COZ AnkKHn

11
~7, .

| riu-:—"

:
~7, .

| riu-f-"

:

CnoxHele acoupel |E, IF, IH, IJ, IL, IM 1 IN
MOMyT npeBpalartbcd B COOTBETCTByOLME
KMcnoTsl, T.e. 1O

¥Y-{CH_3» —-COOH
Zn

(CH )

Vo

Lo
C nomolwks oBpaboTkn CNOXHLIX 3dKpoB

QCHOBaHWeM, TakKMiM Kak TMApooKKCh NATKA,
TMOPOCKUCE HATpUA MNA rTMapOOKUCE Kanid, C

obpazoBaHUeM COOTBRETCTBYOLLER conmu
LWEeNoYHOoro mMeTanna, c nocneayLen
HelATpanusauneni KMCNOTOM, TaKoh Kak

paabaBneHHas confHas KUCNOTa WU

Waeeneeas kdcrnota, ¢ oBpaaoBaHueM

KUCNOTHBIX Coe,D,MHeHMVI I/I306p6TeHI/I5|.
CoeduvHeHUA M30BpeTeHWd, B koTopbiX R

npedcrasnaet coboh CONHSOZR3, Te. IP

3
M—CCH_» —CODNHSO_R
Zn Z

/

(CH )

s

L+
NpPUroTaBNMBaTCA ¢ NOMOLBD cBpaboTku
kucnotel 1O cynbdhoHaMuaom cTpykTypsl H

HHO::Q R%® B NPUCYTCTBMKU COMETaLWEro

NS

2

o
areHTa, Takoro kak KapBoHWUNAWWMWOA30N WK

10

15

20

25

30

35

40

45

50

56

60

-10-

WSC B npucyTCTBMM amuHa, TaKoro Kak
ANMETUNAMUHONUPUONH, B WHEPTHOK
atMocdepe, Takoh Kak aproH, C NpUMEHeHWeM
monspHoro ortHoweHnd HIIK B wHTepBane
npumepHo ot 0,8:1 go 1,2:1, ¢ cbpasoBaHem
cynbcoHammnaa IP.

CoedMHEHNA OAHHOrO W300peTeHus UMeLoT
JeTblpe UESHTpa acMMMeTphK (nokasaHo Ha
chopmyne | 3Be3goqkamu). OaHako 0MKHO BT
OYEeBWOHO, YTO  Kaxdas M3 dpopmyn,
npedcTaBNeHHbIX BhIWe, KOTOpbIe He BKIoYaloT
3Be3oqeK, BCe e MpeactaBnser Bce M3
BO3MOXHBLIX ~ CTepeoMepoB  MX. Bce u3
pazobpaHHLIX CTepPenu3oMepHLIX chopm
HaxogaTcHd B obbeme M3obpeTeHus.

PaaHoobpasHLle CTepeouaoMepHsle opmel
coeqMHeHWs N3oBbpeTeHus, a UMEeHHO, LIUC-3K3o,
LC-3HO0 " BCe  TpaHc  opMEl 4
CTEepPeoU3oMepHbLle napkl MOryT BblTe NoMyYeHs
C MPUMEHEHWEeM WUCXOOHBIX MaTepuarioB W
cnegdys npremam, onucaHHeIM B nateHte CLUA N
4143054, TlpyMepbl Takux CTepeou3oMepoB
npeacTaBneHbl Ha ur. 1 K 2.

AOpO B KAXKAOM M3 coedUHEHWA M30BpaxeHo

KaK

O

TAKKE MNOHATHO, UTO AAPO B COSAMHEHWAX
JAaHHOTO M3o0peTeHns MoxXeT BbiTb M300paXeHo

KaK
".O

Ry

CoeMHEHNA JaHHOro  M3obpeTeHus
ABMNAKTCH aHTaroHWCTamMu TPOMOBOKCaHOBLIX
peuenTopoB, W B KAYeCTBE TaKOBLIX OCHU
nonesHsl B KauecTBe WHIMEMTOPOB [OEWCTBUIA,
NpPoABNAEMbIX yvepes nocpeacTeo
TpoMBOKCAHOBLIX peLenTopoB. TepMuH
"aHTaroHUCTel  TpoMBokcaHOBLIX  pelenTopos”
BKIKOYAET COEMHEHWA, KOTOpLIE ABNAKTCA Tak
Ha3blBaeMbIMM  A@HTArcHUCTamK  pPeLenTopoB
TPOMCOKCAHOB Az, aHTarcHUCTamK TpombokcaHa
Ag, TpomBOKCaH
A o (npocTarnaHaunH-sHOONEPCKCUOHBIMU
aHTaroHucTamun, TP-peuenTopHbIMU
aHTaroHUCTamm unu TpomBoKcaHOBLIMI
aHTaroHUcTamu).

CoefWHEeHUs OaHHOro U30BpeTeHMs NonesHbl
B Ka4ecTBe UHIMBUTOPOB YHKLWK TPOMOOLUTOB,
T.e. Ona nNpefoTBpalleHUs WU NeYeHns
TPOMBOTUYECKMX COCYOMCTLIX  OBTYPUPYHOLLMX
paccTpoOACTB, NOMHBLIX nnu YaCTUYHbBIX,
HanpuMep, aptepuansHoro Tpombosa, BrMoYan
TPOM603bI KOPOHAaPHbIX, LuepebpankbHblx,
obTanbMUHEcKUX, renaTU4eckrx,
Me3eHTepanbHbIX, PeHarnbHbIX, NepudepuHecknx
apTepuin UNKW  TPaHCNNAHTaToOB COCYAOB WIM
OpPraHoB, HEYCTOWYMBOW aHrMHbI (CTEeHoKapann),
npexoasLumx HapyLIeHWA MO3IOBCIo
KpoBooBpalleHa, WNu nepemMexatoenics
XpomoThbl (cMHApoma Lapko). OHK MoryT GbiTh
nonesHsIMKU ang npedoTepalleHna TpomBoaa,
ABMNAOWErocH CNeacTBUEM NOBPEXASHNA
COCYAOB, MoMy4aeMoro B Xo4e OMarHocTUYECKMX
WnNK TepanesBTHUYeCKMX nNpouedyp, TaKMX Kak
SHOAPTEPSKTOMUSA  WNKM - aHrnorpadung.
CoeduMHeHWa MoryT 6biTb  NONea3HbiMW  MpK

ons yno6cTea; oveBUaHo,
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neyYeHnn  unu  NpoddUNakTMKke  PacCcTPORGTB,
XapakTepuayeMblx OCLMM UCTOLEeHWEeM W/UMK
aKTuBauuei TpombouuTos, BKIOYAOLL X
akTuBauuilo,  AMCHYHKLWIO,  WWNKM - noTeplo
TPOMOOLMTOB BO Bpems nepdyann Knu
CKYCCTBEHHCTO KpoBoobOpaLleHns,
GNCNB30BaHNSA paguorpadmu-ecKnx
KOHTPAacTHLIX areHToB, TPOMOOUMUTONEHUYECKOro
aKpoaHrMOTpomﬁoaa, AncceMUHWpOBaHHOro
BHYTPUCOCYAUCTOrO CBepTLIBaHMSA,
MOMHUEHOGHOMH nypnypel, peakums
reMCMUTUYECKOro MNepenuBaHus KpoBW, WIK
reMCNUTUYEcKOro  YpeMUYecKoro  CUHApoma.
CoefWHeHUA MOryT WCNONb3oBaTECA  MPW
neyYeHWn BeHO3Horo TpombBoza WNKW SMOONUM,
BKNKOYAA  NErodHyo  smbonuiw,  rnyGokui
BEHO3HLIA TpomBoa, Tpomb03 renatuyeckux BeH
1 Tpomb03 peHanbHON BeHbl.

CoeAWHeHUA  OaHHOrO  W3oBpeTeHus
ABMATCH NONE3HLIMKA B Ka4ecTBe WHIMGuTopos
CYXSHWSA  apTepuanbHblX MMM BEHO3HLIX
KPOBEHOCHBIX cocydoB. COOTBETCTBEHHO OHW
MOryT 6biTb NONesHbIMU ANA NpedoTBpalleHns
CYXKESHWS KPOBEHOCHBIX COCYAOB, CBSA3AHHOrD G
HEeYCTOWYMBOW  CTEHOKapAWer, XPOHWYECKOR
YCTOWUMBOWA CTEHOKApAMKM, W pPasHOBMOHOCTEMH,
Wnyu aHrvHel MNMpywHumeTan'a, cuHgpoma PedHo,
MUrpEeHN, Ba30CMMU3MOB KOPOHAPHOM,
LepebpanbHbiX, odTanbMUHeCcKX,
renatuyeckux, MEe3aeHTEpPUYECKUX, peHantHbIX,
nepudhepuyecknx apTeplid WUnNu  COCYAUGTLIX
TPAHCNNAHTATOR, NOBPeXAEHWA CoCcYaoB, TakMX
KaK NOBPEXAEHWA, CBA3AHHLIE C XUPYPrYecKnm
BMeLLaTeNbCTBOM nnn TpaBMamm.
[ononHWTeneHeIMW  NpUMepamMi  paccTPORCTB,
CBA3AHHLIX C CyXXEHWeM COCYA0B, MOABepraeMblxX
NeYeHno coegMHEHUAMIM JaHHOrO naobpeTeHus,
ABNAOTCH TMNepTeH3ns npyu GepeMeHHOCTH,
renato-peHancHbld  CMHOPOM W nerodvHas
rMnepTeHans.

CoedWHeHWs1 OaHHOro  W3oBpeTeHus
SIBMAOTCH NONE3HbIMKW B Ka4ecTBe WHIMBuTopos
CYXKEHWA BPOHXOB, T.e. NOBLILLEHHOR
YYBCTBUTENEHOCTH BO3AYLLHbIX nyTedn,
annepruueckux  OpoHXOCNasMoB, acTMbl U
OPOHXOCTEHOAHLIX  OTBETHBIX  peakuuid Ha
pasgpaxuTenu OKpYXxatoLLeH cpeapl,
WHPEKUMOHHBIE, BpefdHble (A00BWUTHIE) WNK
MexXaHudeckle pasapakuTeny.

COQ,CI,VIHBHI/IH AdaHHoro |/|306peTeH|/|;| nonesHbl
B KauyecTBe WHIMOUTOPCB WLLIEMWYECKOro W
penepgy3noHHOTO NOBPEKASHWA  Pa3fYHbIX
TKaHeWl, BKMOYad MUOKapZ, KONy, MO3r,
KALLEYHWMK WK NOYKK, OOHW UMK B COYSTAHWMU C
OpYrAMK areHTamu, npeaHasHajYeHHBIMA  ans
BOCCTAHOBMNEHMS KPOBOTCKA. Hanpumep, 3Tu
coefMHeHWs MOryT OblTb NONeaHbiMy  Ans
ynyylleHns  NocTULLIEMWYECKOR  dhyHKLMK
MUOKapda W yMeHblUeHWs pasmepa MHapkTa
MUoKapda. MWwemua, Bol3BaHHAA MOHWKEHHEIM
KPOBOTOKOM BO BpeMsi OMarHOCTUHECKUX WIn
TepaneBTUYecKUX npouenyp, MoxeT
noAgepratbca OGnaroTBOPHOMY BMMAHUIO MNPW
neYeHnn STUMU GOBAMHEHWAMU, HAaNPUMED, OHK
CHUXAT MWOKapOHY BpeMeHHY noTepto
cosHaHWA, Habnwpaemyw nocre o6XoOQHOR
xupypran.  Kpome Toro, oHW MoryT ObiTb
noneaHelMM AN CHWKESHWSA MNOBpexOeHWA
TKaHeﬁ, Bbl3blBaeMOro LapaniHamu.

CoeaWHeHUs JaHHOro WaobpeTeHWs MoryT
BbiTe  MONeaHbIMA  NpWM  NPOPUNAKTUKE UMK
neyYeHnn Opyrux GOCTOSIHWA,  BKMHOMALWMX
OXKOMM,  AMabeTUUecKylo  peTUHomaThU W
NO3AHKK AUCKUHE3UD. CoeaUHEHUa MOryT BbITb
noneaHelMM  NpW  AWypese, BbI3BAHHOM  NpU
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yeUNeHun aeicTBna auypeTuka.

B AdonocnHeHWe K CKkasaHHOMY aHTaroHWCTEH
TPOMBOKCaHOBLIX peLenTopos JaHHoro
naobpeteHnss MOryT WCNONb30BATECA C
TPOMOOMATUUSCKMAM areHTOM, TakMM Kak T-PA,
CTPenToKMHAz3a, YPOKUHA3a, NPCYypoKMHasa Unn
aHMEOMJ‘IVIpOBaHHbIﬁ
I'IJ'IaSMI/IHOFEH-CTperITOKI/IHa3HbII.7I aKTI/IBaTOprIﬁ
komnnekc (APSAC) B npegenax 6 4 oT nHdapkTa
MWoKapda. B TakoMm crnydae TpoMBONUTUYECKURA
areHT MOXeT WCMNOMb3acBaThbCH B KOMWUECTBAaXx,
NpUMeHsAeMbX 0BBIMHO, HAaNpUMEp, kak cnucaHo
B CMNPaBOYHWKE Bpava, Ans  CHUMEeHWA
NOCTULLEMWHYECKOTO MOBPEXASHUA MUOKapaa.

Janee npveoaAaTcs JaHHbIE NO aKTUBHOCTK
coefMHeHWA  HacToswero  WaobpeTeHus

OTHOCKHTENLHO KOHUEHTpaumm 3TOoro
coeduHeHusa, Kotopaa BeisblBaeT  50%
WHrMBWpoBaHWe  arperaluuv  YenoBeuvecKoro

TpombouuTa (boratoi TpomBouuTamn nnasmel),
Bbl3BAHHCH apaxmOoHOBOR KACNOTOW (CM. Tabn.
.

CoeuHeHns  n3obpeTeHns  MoryT
Ha3Ha4aTLCs opankHO WNK  NapsHTepansHo
pPa3nnYHLIM BUOAM MIEKONUTAKLWMX, O KOTOPLIX
W3BECTHO, MTO OHW  MNOABEPMEHbI  TaAKUM
3aboneBaHUaM, Hanpumep, YenoBeka, Kowek,
cobak W aHanorvdHblX npu  3hHEKTUBHOM
KOnMu4ecTBe B MHTEpBane o3 npumepHo ot 0,1
Ao 100 wmr/kr, npeanodtuTensHo okeno 0,2-50
MI/Kr, M Bonee NpPegnoyvTUTENEHO MNPUMEPHO
0,5-25 mr/kr (Mnn npumepHo ot 1 go 2500 wr,
NpeanoYTUTENLHO NpUMepHo ot 5 o 2000 wr)
npy peskiMe NpuemMa B BUAE PAa30BOR 403kl UK
B BMAe 2-4 pasfernbHbiX CYyTOYHbIX A03.

AKTUBHOE BELLECTBO MOXET UCMONbL30BAaTLCH
B BMOe TaKMxX KOMNO3WUWA, KaKk Tabnertku,
Kancynel, pacTBOP UMK CYCNeHans, coagepxallix
npumepHo ot 5 o 500 Mr Ha eduHUYHYOD 003y
coeduHEeHWA UK CMEecK coeduHeHWn popmynel |
MNK B TONWMYECKOR chopmMe ANd 3axMBNEeHUs paH
(0,01-5% no Becy coeguHeHnsa dopmynsl |, npu
npweme 1-5 pas B  OeHs). OHWM  MOIYT
KOMMayHOWPOoBAaTLCA OBLWEeNPUHATEIM 0Bpa3om C
DU3NOMNOTMHECKUM NpUeMnemMbiM pasbaBuTenem
WNK HOCUTENeM, SKCUMMNWEHTOM, CBSA3YIOLAM,
NpedoxpaHAKLWKUM areHToM, cTabunuaaTopom,
BKYCOBbIM areHTOM M MPpod. WK ¢ TOMUYECKHM
HocKTenem, TaKkum Kak [Tnactnbas
(MUHEpPanLHOE Macrno, KenupoBaHHoe
NOMMITUMNEHCM), KaK MNPWHATO HasblBaTbk B
thapmMaLeBTUYECKOR NpakTUKe. Kak ykaabiBanoch
B 00CYyXKOeHWN, NPUBEOEHHOM BbilLE, HEKOTOPLIE
npedcTaBUTEN COSAMHEHWA TakKe Ccny:XKaT
JOMNOMHWTENBHO B KadYecTBe MNPOMEXYTOYHBIX
NPOOYKTOB ANS APYTMX YNEHOB rpynnbl.

CoefdUHEHWA W300peTeHns MOMyT Takke
Ha3Ha4YaTbCA TOMUYMECKM [MONA  NeYeHUs
3aboneBaHWin Nepudepuyecknx COCYaoB, W B
KayecTBe TaKOBLIX MOryT chopMynupoBaTthes B
BMAE KpPema unu masu.

Cregywowne npuMepsl  NpeacTaBnawT
npeanoYTUTENLHEIE BOMMOLWEHWA HacToAlero
naobpeteHna. Ecnm He ykaszaHo WHade, BCe
TemMnepaTypbl BblpaxeHbl B rpagycax Llenbcus.

M o] [ M e P 1.
[1-01 o, 203040 )]-2-[[3-[4-[[(4-Unknorekcnby T
nnjaMmnHolkapboHun]-2- okcasonunl-7-
okcabuuwkno-[2.2.1]renT-2-un]metun]
DeHzoNNponaHoBasa KUcnoTa

A 3-(2-6poomMdeHnn)-2-nponeHoeas
KMcnoTa, MeTUNoBbId sdup

K nepemelumBaemoi cycneHanm 46,8 r (140
mmoneia, Aldrich)
MeTun-(TpueHnndochopaHnnngeH)-auetata B
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260 mMn cyxoro TeTparugpodypaHa (TIe),
neperHaHHoro U3 cMmecu Kanui (GeHs3oeHoH),
npy KOMHaTHOR TemnepaType gobaenanockt B
TereHne Gonee nonydvaca 25,0 r (135 mmonei,
Aldrich) 2-6pombeHzansgernga. Peakuwa Obina
crerka  SK30TepPMUYHOM W  cTaHoBWNachb
roMoreHHol.  [llonydeHHsIA B pesyneTtare
pacTteoOp nepemellMBancd B tTe4veHue 18 Y, 3artemM
KOHLEeHTpUpoBancs B Bakyyme, Jasasd
MacnaHWCTOEe  TeBepdoe BelecTeo. 37O
BEeLLeCTBO cycneHanporanocsk 250 Mn rekcaHa K
3aTeM OMMLTPOBANOCE ANS yAaneHus TBepaon
OKMCH TpUdbeHUNdocnHa. $uneTtpat
KOHLEHTPUPpOBAaNcs B BakyyMe W NONyYeHHOe B
pesynbTare  Macno  Nponyckanocs  depes
cunukarens {(Merck  silica, 95x2,0 om,
NUPOBaHKE CMECHH 1 4
aTunagerat(netponerdHelid  sup).  SMNEeHT
KOHLUEeHTpUpoBancs B Bakyyme, JaBas Macho.
HeouunweHHoe macno ounLLAanoch
avcTunnauueid (125-135 °C, 0.5 mm), nasas
32,0 1 (133 mons, 98%) uenesoro akpunara B
BUAE CBETMNO-KENTON KUAKOCTH.

B. MeTtunoBbli achunp
2-OpombeHzonnponaHoBoA KUCNOTEI

Cwmect 14,0 1 (68,1 MMonA) akpunaTa 4actm
A un 750 mr 5% poaveBcro karanuaaropa Ha
anoMuHuKM (MCB) B 150 mn MetaHona (Burdick
and Jackson) nepemellmBanack B atmocdepe
Bogopoda (6anncHHoro) B TedeHMe 3 4 Jo Tex
nop, nNoka WCXoOHoe BellecTBO He OyaeT
nornoweHo TCX). PeakyuoHHas  CMeChb
nponyckanack 4Yepes 4 MKM nonukapGoHaTHYHO
MemMBpaHy, U UNLTPaT KOHLEHTpUpoBancs B
Bakyyme, JaBas opaHxeBoe Macno. Macno
pacTeopanocs B 100 Mn OWSTUNOBOrC achKnpa,
3aTeM MPOMbIBANoCck HACLIWEHHBIM PacTBCPOM
BukapboHara HaTpusg, 50 MmN
KOHLUEHTPUPOBAHHOrO  pacTBopa  XMOPUCTOro
HaTpWsA, cywwunace (cynbdaT MarHva) w
KOHUeHTpUpoBanack B Bakyyme, gaeaa 13,7 r
(56,4 Mmmonqa, 97%) uUeneBoro coeguHeHWa B
Bnge CBETNO-XenTol KUOKOCTH.

C. 2-6pombeHaonnponaHon. K pacteopy 13,6
r (56,0 mmMone) coeamMHeHnAa Yacth B B 75 Mmn
Tonyona (Burdick and Jackson, BeICyLUEHHbIA Ha
cuTe), oxnaxaeHHoMmy go -78°C poGaBnanock
118 mn (1,0 monb B TOnyone, 118 MmMons,
Aldrich) pacTBopa
OMM300y TUNantoMuHWiArnapuaa. PeakynoHHas
CMechb MepemMellneanach npy -78°C B TedeHWe
2 v, 3aTeM HarpeBanace fo 0°C B TedeHve 2 M.
MonyyaloWwWncs B peayneTaTe pacTBOP racuncs
OveHb MeaneHHbM aobaeneHvem 10 mn 6 H.
HCI, satem Gonee GuicTpeiM gobaeneHnem 100
mn 6 H.  HClL PeakuuoHHas cmecb
nepemelLMBanacs JAononHutensHo 10 MuH,
3aTem pobaenanace K 50 MmN OWSTWUNCBOrO
ahupa W OpraHUYecKUA Cror oTaenancs.
OpraHndecknia cnol npomeleancyd asymsa 100 mn
nopLmnamMm 1 H. HCI, 100 MmN
KOHLUEHTPUPOBAHHOTO  CONEBOrQ  pacTBopa,
cywunea  (Hag cynbdartoM  marHua) U
KOHLEeHTpUpoBarncs B Bakyyme, pdaeaa 12,0 r
(65,8 mmonb, 100%) ueneBoro CoeWHEHUs B
Buae BeclBeTHOrO Macna.

1-6pom-2-[3-[[(1,1-auMeTnaTUN)andeHnn-
cununjoken]nponun]éeHaon.

K pacteopy 12,0 1 (55,8 MMonk) coequHeHns
dyacth C, 153 r (558 wmmons, Aldrich)
TpeT-OyTunxnopaucdeHunncunaHa, 8,6 mn (62
MMOMb, MNeperHaHHore W3 ruapuga Kanbuus)
TPUSTUNaMMHa B 100 MI CYXOoro
MeTuneHxnopuaa (neperHaHHoro M3 NATHUOKUCHK
chocchopa) gobaenanocks 200 mr (1,6 MMONb,
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Aldrich) 4-anmeTvnamMuHoONUMpUaUHA.
PeakynoHHaa cMmeck nepeMellnBanace npu
KOMHATHOW TemnepaType B TedYeHue 4 4, 3aTem
aobaenanock 100 M rekcana, 1 nonydaroLancs
B peaynbTraTe cycneHans duneTpoBanace Ans
yaaneHus  xnopruapara  TpUSTUNaMuHa.
$dunbTpaT KOHUEHTPUPOBANcs B Bakyyme W
nofyvyarleecs B peaynbTate  macno
ouMLLANoGhH c MOMOLLLIO MIHOBEHHOMH
Xxpomatorpadpun (4BYOKUChH KpemHus, 12x8 cm, 1:
19 AWSTUMOBLIA achup/rekcaH), gagaa 23,2 r
(51,2 mmonb, 92%) ueneBorc CoeguHeHWs B
Buae BeclBeTHOro Macna.

E.

[18-1 a2aB3ad of-[2-[3-[[(1,1-anMeTUNSTUN)and
eHuncunun]-okcu|nponun]de- HWnl-7-
okcabuuwkno[2,2,1]renTan-2,3-guMeTaHorn.

K pacteopy 23,0 r (50,8 MMOnb) coeguHEHKUS
vactvy [ B 75 MmN cyxoro AWMaTMnOBoro achmpa
(neperHaHHOro M3 cMecH Kanwi-6eH3oeHoH),
oxnaxgeHHoMmy Ao -100°C poBaensnock Mo
karnam 54 mn (1,7 M B neHtaHe, 92 MMOnNb,
Aldrich) pactBopa TpeT-OyTUNNUTUA B TedveHue
20 MHH. PeaKyWcHHasa cMeck nepemellneanacs
npu -100°C B TedeHwe 15 MKWH, 3aTem
Harpepanace Ao 0°C B TeudeHue 30 MWH.
Monyvalowuiics B peaynbTate  pacTBOp
oxnaxaanca o -78°C, BBogunocs 40 MN cyxoro
Tr® (neperHaHHoOro W3 Kertuna), 3atem B
TeveHWe 5 MUH BeBoguMnca pacteop 3,40 1 (21,8
MMOSb)

[3aR(3a odp 7p Taw )]-okcTarngpo-4,7-snokeu-u
3obeHaodypaH-1-ona B 20 mn cyxoro TIe.
PeakunoHHas cwmecb HarpeBanacs fo 0 °C,
nepemMelLMBanace B TedeHue 1 d, racunace 10
MN BOALI, 3aTeM pacnpefenanacs mexgy 200
mn Boasl U 100 mn sTunayetara. OpraHU-eckuii
crnow oTAenancs, BOOHBLIA crnon
aKkcTparupoBanca AononHUTENbHEIMA 100 M1
sTMnayeTara. OpraHuJyeckie SKCTPAKThI
obbeguHANMCE, npombiBanuces 200 mn
HaCLIWEHHOrO CoMeBoro pacTeopa, CyLWWIWMCh
(Hag, cynbgaTtom MarH1a) M KOHLEHTPUPOBAnMCh
B Bakyyme, JaBasf Macno. HeouulleHHoe Macno
ouMLLaNoChH [ MOMOLL B MIHOBEHHOMH
Xpomartorpaduin (ABYOKACE KpemMHus, 11x12 om,
1:4 atunaueTaTt/neTponeiHbld achup, 3atem 4:1
aTvnayerat/neTponeiHeld sgpup), gasaa 9,81 r
(18,5 Mmons, 85%) ueneBoro cCoeguHeHWa B
BUAE Macna.

F.

[181 203 o4 a)]-2-[[2-[3-[[{1,1-AUMeTHASTK
mandeHnncununlokeu]nponun]deHnnmeTin]
7-okcabnunknol[2,2,1lrentaH-3-meTaHon.

Cwmece 850 1 (16,0 mMmOnb) coegnHEHUS
vacth E n 15 r anaxHon 20% rmApOOKUCHIO
nannagua Ha yrnepoge (Aldtich) B 100 mn
sTuUnaueTaTtHOro peareHTa BCTPSXMBANOChL B
annapate [lappa B atMmocdepe asotra (50
CPYHTOR/IIOAMZ, 3,515 Kr/cM2) B TeueHue 42 u.
Monyuyalowaacs B pesynsTaTte  CMech
duneTpoBanacs NocneoBaTensHO B BOPOHKE
BloxHepa, aartem yepea 4 MKM
nonuvkapboHaTHLIA mMemOpaHHbIA chuneTp.
PUnNbTpaT KOHUEHTPUPOBANcs B  Bakyyme,
nofydyarlweecs B pesynbrate  macno
ouMLLanoch c MOMOLL IO MIHOBEHHOMH
XpomaTtorpaduni (AByOoKUCE KpeMHUsa, 10x15 oM,
1. 2 aTUnaueTaT/neTponedHslid acup), darasd
2,07 1 (4,03 mmons, 25%) ueneBoroc coenHeHns
B BUe GeclUBeTHOro Macna.

G.

[18-(1 a0, 20308 )]-2-[[2-[3-[[{1,1-aumeTrNaTK
mancbeHnncunmnlokeu]nponun]deHnnmeTn]
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7-okcabuunknol[2,2,1]rentaH-3-kapboHoBan
KMcnora.

K pacteopy 2,07 1 (4,03 MMOnb) coequHeHns
dqacTh F B 20 MmN aueToHOBOrO peareHTa,
oxnaxgeHHomy gc  0°C, no  Kannam
pobaenanoce 3,5 Mn (2,6 Mons B BOOe,
OTHOCKHTENBLHO MNPUroTOBNEHWA cMmoTpu Fieser
and Fieser, "Reagents for Organic
Synthesis", 1. 1, ¢. 142) peareHTa [IKOHCa.
PeakuMoHHas CMeCb MepemMellveanace B
TedeHWe 1,5 4, sareMm racunack ¢ NOMOLEIO
pobaeneHna 2 MR M3onponadona M
nepemMelLlMBanacs B TedeHwe 15 MWH.
[Monydalwwaacd 3eneHad CycneHaus
cduneTpoBanace Yepea Uenut, n dunctpar
KOHLUeHTpupoBanca B  Bakyyme. QcTartok
pacnpegenanca mexgy 30 mn sogsl 1 30 mn
amsTunoBoro  acpmpa. OpraHWYeckWin  Cnow
oTAensancs, npomMeiBanca 30 MmN HackIWEeHHOro
CONeBOro pacTeopa, Ccylwunca (Hag cynechaTom
MarHWs) U KOHLEHTPUPOBANCH B Bakyyme, faBasd
210 r (398 wmmonb, 99%) HeoYULWEeHHOoro
LeneBoro coefuHeHws B Buae OGecuBeTHOro
macna.

H.

[18-(1 &, 203 cd e M-2-[[[2-[[2-[3-[[(1,1-ammeT
UNaTUN)AUMPEHUNCUNNN]OKCK] Npe- Nn] ge-HWunN]
MeTun]-7-okcabuyukno

[2,2 1]renT-3-un]kapboHnn]amunol-3-rugpo-
KcUnponaHoBasa KAcnoTa, MeTUNOBbLIA adhnp.

K  pactBope 2,00 r (3,79 mmons)
HeoYUWeHHoro coeanHeHmns vacth G B 30 mn
cyxoro TI® (neperHaHHoro 43 keTuna),
oxnaxaeHHomy agc  0°C  pobBaensnock
nocnegosatensHo 512 Mr (3,79 mmons, Aldrich)
1-rmgpokcubeHaoTpuason-rugpara, 590 Mr (3,79
MMonbe, Aldrich)
xnoprugpara  o-CepuHMeTUnoBoro adpupa, 1,1
Mmn (8,6 MMOMNb, NEeperHaHHoro U3 ruwapara
KanbLUud) TPUSTUNaMUHa, 3artem, depes 5 MuH,
781 M (3,79 MMOIb, Aldrich)
anumknorekcunkapboguummaa.  PeakuuoHHas
cMech nepemellnBanace npu 0°C B TeueHue 3
J4, sareMm Harpeeanacs A0  KOMHaTHOW
TeMnepatypbl B TeYyeHue 16 4 ¢ nocnegyowmm
AoBasneHvem 15 Mn sTunaueTarta.
Monyyalowancsd B peaynsrate CycneHaus
huneTpoBanace, “ cuneTpaTt
KOHLEHTPUPOBANcHa B Bakyyme, 0aBas Macho.
Heo4YuLLeHHbIA MaTepuan oYULWAanca ¢ NOMOLLBbKD
MIHOBEHHOK XpomaTorpacdum {ABYOKUCH
kpemHma, 15x5 com, stun-ayerar), aasasa 1,98 r
(3,175 mmonb, 83%) uenesBore coeguHeHWs B
Blae 6enoi neHbl.

l.

[18-(1 &, 20,30, 4c)]-2-[2-[[2-[3-[[(1,1-aMMeTH
naTun)ancheHuncununlokel] nponun] ¢ eHun)
MeTun]-7-okcabuuuknol[2,2,1]rent-3-un)4, 5-gurun
Opo-4-okcazonkapboHoBasa KMCNoTa, METUNOBLIA
achup.

Cmecs 1,81 r (2,96 mmonb) coefuHeHWd
byacth H wm 2,33 r (888 wmmonk, Aldrich)
TpudpeHundgochHa B 15 MmN aueToHUTPMNa
{Burdick and Jackson, BbICYLUEHHEIA Ha cuUTe)
nepemMelLMBanace 40 rOMOreHHOro COCTOAHKUA,
3aTem pobaenanocs 1,5 mn (8,6 mmonb,
Aldrich) ONU30NPONUNaTUNaMMHa c
nocneaywwym pcbasneHnem 086 wmn (8,9
MMOIb) HEeThIPEXXTOPUCTOTO yrnepoja.
PeaKUWoHHaa CMECH CNnerka sKk3oTepMmmpoBana u
oxnaxganace B MNpoOTOYHOA BOOAHOW GaHe.
MonyvawwwiAica B  peaynsrate pacTBop
nepemMeLLnBancs npn KOMHaATHOR TeMnepaType B
TeyeHWe 16 4, 3aTem K Hemy gobaenanocek 50 Mn
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aTvnayerara ¢ nocnegyrowmm gobasnerHmwem 50
M HACLILLEHHOrO CONEBOro pacTBopa, CYLLINMNCH
(Hap, cynsaTtoM MarHus) 1M KOHLEeHTpUpoBanca B
BakyyMe, AaBag TEMHOE Macrno. HeoqnLeHHbIR
MaTepnan ouvuwancd ¢ noMoLwb MrHCBEHHOR
Xpomartorpadui (AByOKUCE KpemHua, 20x5 cm,
1.2 sTunauertart/neTponeiHeld schup, 3artem 2:1
aTUnaueTat/nNeTponeriHeld achup), gaeaa 1,24 r
(2,03 mmonb, 69%) ueneBorc CoeguHEHWs B
BUOE KeMToro mMacna.

J. OKMcnnTens Nepekncs HUKens.
OKknennTens NnepeKkncs HUKens
npurotaenmeanca kak onucaHo K.Nakagawa et
al, J. Org. Chem. 27 1597 (1962). K pactBopy
130 r (0,49 wmonb, Aldrich) rekcarugpata
cynechbata Hukena (1) e 240 mn  Bogpl
pobapnanca no kannam B TedeHwe 45 muH
pacTeop 360 MmN BOAHCMO rMNOXNopuTa HaTpug
(MWH. 5% Aldrich), copepxawuid 42 r

rMOPOOKUCKA HaTpua. Peakuma asnaertca
YMEpPEeHHO  SK3oTepmmuudeckol.  Temnepatypa
nofaepxveanace Mexay 20-25°C ¢ nomoLibio
oxnaxaeHWa Ha BogaHowW 6GaHe. [locne
JobaBneHna nonyqancd OKACIUTENL B BUAE
TOHKOOWCNEPCHOro YepHoro ocafka.
PeakuvoHHaa cMmecb nNepemellmBanacks B
TeMEHWEe  [JOMNOMHUTENBHBLIX 2 4,  3aTeMm
pasgensnace B OBe UeHTpudyri. “YepHoe
TBepgoe BeLLEeCcTBO OTAEnANoChH
LueHTpudyrmpoeaHuem (2500 obopotos B 1 MMH)
B TeudeHWe 10 MUH), U cynepHaTaHT (nnaBawLLlui
CBepxy CNoA) AdekaHTvpoBancyd. Teepaoe
BeLlecTBO B KaXKAOM cocyde cycrneHAMpoBanock
400 MmN OXNaxAeHHOW nNbAoM  BOAbl W
LeHTpudbyrmpoBanock.  [aHHad npouedypa
NMPOMBIBKK NOBTOPANAchk AONONHWTEINbHO YeTblpe
paza (pH 10), 3aTem nony4awlleeca B
pesynetare JepHoe BellecTBO cobupanock B
BOPOHKE bBlOXHEepa ¢ NOMOWbLK MATEKCHOR
cmonbl.  Ocagok Ha duneTpate (144 1)
noMellancs B BakyyMHylo neds (npumepHo 1
MM/25°C) Ha 2 pgHA. [lonyvalowMics B
pesynetare marepuan (56,5 r) gpodwncs, aatem
cylnncs B Bakyyme (npubnuantensHo 0,1 mm) B
TeueHWe 24 v, naeag 48,3 1 (0,53 monb, 108%)
aKTMBHOIO  OKUCNWTENA B BWAE YepHOoro
NOPOLLKA.

K.

[18-(1 2 . 30d  w)l-2-[2-[[2-[3-[[(1,1-aumeTK
natun)andeHun]cununlokcu] npo-
nunjdeHun]meTun]-7-okcabuunkno[2,2,1]renT-
3-unj4-okcasonkapboHoBasn KAcnoTa,
METWMOBLIA 9CDUp.

K pacteopy 1,20 r (1,96 mMMone) okcasonmHa
YacTH 1 B 30 Mn MeTuneHxnopuga
(NneperHaHHOro Wa naTUokucu dcocdopa) npu
KOMHaTHOW Temnepartype pobaensanocs 2.4 r
OKMCNUTENA MNepekncn HWKena u3 vactun J.
PeakunoHHaa cMmecb nNepemellMBanacs B
TeueHWe 45 MWH (NONHOTa peakuum NpUMepHO
1/2 no pgaHHeiM TCX), 3aTem gobGaenanuck
JononHuTensHele 24 1 oKMCnUTEnS,
nepeMellMBaHUe MpoOcnMKanocs B TeveHue 45
MWH. PeakunoHHasa cmeck pazbasnanace 100 mn
atvnayerat 1M 50 mn 3 MOMAPHOrO BOAHOMO
pacTecopa bucyneduTa HaTpuUd, 3aTem OLICTPRO
nepemelLnMeanace B  TeyeHMe 30  MUH.
Monyuarowasncsd B pesynsTare 3eneHasd
amynecua godaesnanack K 100 mn 1 MonapHoro
BOOHOMO  pacTeBopa  UWTpara  HaTpW4,
OpraHWUYecknin crno oTAenancy U BOOHLIA CNoi
sKcTparuposancs  gotaeneHuem 100 mn
aTvnaueTtara. OpraHudeckue SKCTPAKTHI
obbegUHANUCE, CYLIKMNKCL (Hagd cynbdaTtom
MarHWs) W KOHUEHTPUPOBanNWCk B BaKyyme,
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Jaeas wmacno. HeouuweHHblA  mMaTepuan
oudllancs € MOMOLWbBK  TOHKOCMCHHOM
XpomaTtorpaduin (ABYOKUCE KpeMHUa, 20x3 cm,
1:2 sTunavueTaT/neTponerHslid scpup), Jasasd 582
r {0,96 mmonb, 49%) UeneBoro okcasona B suae
BeclgeTHOro macna.

L. MoHoxnoprugpat
LUKnorekcunoyTunaMuHa

K nepemMeLLMBaeMOMy pacTBopy
4-peHHunbytunammuHa (106 r, 71,1 mMMons,
Aldrich) B 100 mn negaHoR ykcycHoOW KMCMOThI B
aTMocchepe aproHa aobasnsnack 87% PtO (1,06
r 10% no Becy B  pacdeTte Ha
4-cbeHundyTunaMmmnH).  PeakuMoHHas CMech
rmopuvpoBanacte npu 54 cbyl-wl,cuoﬁl\/l2 (3,797
Kr/cMm) NpK KCMHaTHOW Temneparype B TedeHue 4
4. KaTanuaatop ygansncs ¢uUNeTpoBaHWEM
Jepea cpeactBo W3 Llenuta, w cuneTpar
KoOHUeHTpupoBancs B Bakyyme. Octatok
pasbaenanca 200 mn gustunoBoro acoupa, 100
mn CHsOH W 8 Mn KkoHueHTpuposaHHOA HCI
[aHHas cMech KOHLEeHTpMpOoBanach B Bakyyme 1
pacTRopsnace B AWSTUNICBOM 3dhupe, AaBas
13,3 1 (97%) Kenaemoro xnoprugpara aMmuHa.

M. [15-(1¢x,

2 o, 3ada)]-N-(4-unknorekcnndyTun)-2-[2-[[2-]
3-[[(1,1-AMeTUNaTN) AN-DEHNNCUNIAN] OKCH]
npenun]
deHun]dpeHun]MeTun]-7-okcabuuynkno[2,2,1]
rent-3-unj-4- ckcasonkapbokcammnz,

Pacteop 290 mr (0,48 mmonb) okcaaona
vqacth K w 40 wmr (0,95 wmmonb, Aldrich)
MoHorMgpaTa rMapooKACKA NUTUA B 4 MN CMEcK
3:1 Trd/eoga ObICTPC nNepemelvBanace Mpu
KOMHaTHOW Temneparype B TedeHwe 1.5 o
PeakuynoHHaa cMeck nogkuensdnace 2 mn 1 M
BOOHbIM pacTBOPOM HCI, 3aTem
pacnpegenanace mexgy 20 mn AWSTMNOBOro
acupa 1 20 wMn BeAsbl. OpraHWJecKWA Ccroi
OTAENANcsA, cywuncsa (Hag cynbaTom MarHus)
W KOHUSHTpWpoBancs B BaKkyyme, [aBas
HEOUULLEHHYIO KUCMOTY B BUOE Macna.

K pacTBoOpy HECUULLEHHOR KMCNOTLI B 5 Mn
BblCylWEeHHOro Ha cute ©GeHsona (Burdick and
Jackson) poBaenanactk Hebonbwas kanns
Anmetundopmammnaga (OM®), sarem 60 mkn
(0,69 MMonb,  Aldrich)  okcanunxnopuga.
PeakunoHHas cMech nepemMellvBanack A0 Tex
nop, Noka He MpekpaTWTcs BelaeneHue rasa
{(NPUENU3NTENEHO 30 MUH), 3arem
KOHLEeHTpUpoBanack B Bakyyme, [fAaBafd
HEeOYMLEeHHBIW XNnopaHrmapwi, KUCAoTHl B BUAE
KenToro Macna.

K pacTBOpy Heo4ulleHHOro xnopaHruapvaa
KACNoTEl B 5 MM cyXoro MeTuneHxnopuia
{(neperHaHHOM K3 nNATWUOKWCKH  chocchopa),
oxnaxaeHHoMmy Ao 0°C, gobaenanock 165 Mkn
{1,2 MMONb, NEPErHaHHOIC M3 MTMApKaAa KanbLna)
TpuaTUnamuHa, 3atem 110 mr (0,57 MMmonk)
xnoprugpara LWKnorekcundyTunaMmmHa 13 4actm
L. PeakuuMoHHas cmece HarpeBanacb [oO
KOMHATHOW Temnepatypsl, NepemellMBanact B
TedeHwe 1 9, 3aTem pacnpegenanace mexay 20
Mn sTUnauyertarta 1 20 mn 1 MonapHOro BogHero
pacTtecpa HCIl. OpraHnyecknid cnod otaenancs,
cywumnca  (Hag cynbdaroMm  marHua)  wm
KOHLUEHTpUpOBancs B Bakyyme, JaBasi Macro.
HeouuweHHoe Macno o4YuLLAanocs ¢ NOMOLLEH
MTHOBEHHOK XpomaTorpadmm {ABYOKUCH
KpemHua, 15x%x3 cM, 2:3
aTunaudeTar/neTponeiHuld acnp), gasasa 277 mr
(0,38 mmonb, 79%) uenesorc CoeguHEHWs B
BWAe 6enoi NeHbl.

N.
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[18-(1 ¢263  wdo  )]-2-[[3-[4-[[(4-umKknorekcun
oyTun)amuHo]-kapboHun]-2-okcazonun|
7-okcubruunknol[2,2,1jrenT-2-nnjmeTun]oenson-n
ponaHoBas KMcrnoTa.

K pacteopy 270 wmr (0,37 wMMonk)
coegMHeHne 4Yacth M B 6 MmN cmecwm 2:1
aleToHUTpUN/MeTUneHxnopua  AcBaBnsnock
0,60 mn 48% BOOHOW OTOPUCTOBOAOPOOHOR
KMCNOThI npM  KOMHATHOW  TemnepaType.
PeakunoHHas cmeck GLIcTpo nepemMelUMBanach
B TeuyeHWe 2 4, 3aTeM pazbaenanace 20 mn
anatunoBoro sdvpa W racunacs MeAneHHbIM
aobaeneHnem 10 MN HacbIWEHHOTO BOOHCIO
pacTeopa bukapboHaTa HaTpuKs. MNonyyatowanca
B peayneTate cmeck gobaenanace K 20 mn
BOALI, 3aTeM OpraHWJYecKWA Crnoi oTaenancs,
cylwmncs  (Hag, cynbgatom  marHud) u
KOHUEHTpUpOBancs B Bakyyme, JaBas
HeOYULLEHHbBIA CNUpPT B BWAE Macna.

K pacTBOpy HeouMlIgHHOro cnvpTta B 6 MmN
CMECH 51 aueToH/MeTUNeHXNopug,
Jobaenanoce 0,35 mn (2,6 Mons B Cr*é g Bode)
peareHta [xoHca. PeakuMoHHas cmech
nepemMelLnMBanacs B TedeHMe 20 MWH, 3aTem
racurace ¢ nomouwb AcdasneHua 0.5 mn
naonponadona. Yepes 10 muH nobaenanocs 20
M gusTrnoBoro supa 1 20 Mn 3 MOMAPHOTo
BOAHOrO pacTBopa BucynbrTa HaTPUs, U CMecCh
nepemellMBanace JACNOMHUTENLHO 15 MuH.
OpraHUYecKMA CNor oTASnANCH, cywmnncs (Hag
cynbhaToM MarHus) W KOHUEHTPUpoBancs B
Bakyyme, J[aBad Macno.  HeouWlweHHbIR
MaTepuan ouvulanca ¢ NoMOLEH MrHCBEHHOW
XpomaTtorpadui (AByOKUCE KpemHus, 16x1 om,
sTMnaygerar, 3atem CMeCh 1.9
MeTaHO/MeTUneHxnopua), gaeaa 75 mr (0,15
mmorb, 41%) Lenesoro npofykra B Buae 6enoi
NeHk!.

VK(KBr): 3413, 2920, 1721, 1644, 1601,
1522, 1447 cm™

YacTuuHblit 270 My TH AMP (CDCl3):

2,20 (oo, 1H); 2,34 (1, 1H), 2,55 (1, J
8, 2H); 191 (r, J 8, 2H); 340 (m, 3H)
440 (n, J 4, 1H); 488 (g, J 4, 1H);, 7,14
(m, BH); 8,14 (c, 1H).

67,5 MMy 3¢ SAMP (CDCl): 24,2, 264,
26,7, 274, 289 299, 324, 333 347,
37,1, 375, 392 470, 500 787, 797,
1266, 1267, 1290, 129,7, 138,0, 1378,
138,5, 141,0, 160,8, 163,9, 176,0.

MC(CN: 509 (M + HY*

TCX: Rf (cvnukarens, 1:19
meTaHon/metuneHxnopmng) 0,33, Monuoaart
aMMoHKUa/cynbdaT uepuna, YP

AHanmna ang CagHagN2Cs + 0,42 HoO:

BblvyucneHo: C 69,80 H 7,97, N 543

HangeHo: C 69,83; H 7,90; N 5,40

M o} 7 M e o} 2.
[1S-{1 c2a3ad a)]-2-[[3-[4-[[(4-(4-xnopdeHnn)
oyTun]amMuHo] Kapdo-HWUN]3-oKkcasonunl-7-
okcabuumnkno[2,2,1rent-2-nnjMetun]GeHsonnpon
aHoBas KMCNoTa.

A
1-6pom-2-[3-[[aumeTin(1,1,2-TpumeTnNponun)c
ununjokcuInponun]éeHaon.

K  pactBopy 290 r (135 wmmonb)
HEeOUMLLEHHOro CNMPTa W3 npumMepa | YacTh C K
241 r (135 MMOneR, Petrarcn)
rekcunaumetunxnopcunana 8 200 mn cyxoro
MeTUNeHxNopuaa (NeperHaHHoOro W3 NATHUOKUCK
chocchopa) NpWU  KOMHATHOW — Temneparype
AoBaenanock 20 mn (143 MMONb, NeperHaHHoro
W3 rmapyvaa kanbuuda) TpuatunaMmuHa 3atem 200
M (1,46 MMOITb, Aldrich)
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4-gumeTunamuHonvpuanHa.  PeakumoHHas
CMecb NepeMellunBanack nNpu  KOMHATHOW
Temneparype B TedeHne 18 u. MNonyvawlasdcy B
pesynetare cycrneHana pasbaenanacs 100 mn
rekcaHa, oxnaxganacb o 0°C c
nepeMelLMBaHWeM B TeueHue 15 MUH, 3aTem
duneTpoBanack ANA ydaneHus TBepaoro
Xnopruapara TPUSTUNAMUHA. duneTpat
KOHLeHTPpUpOBancs B Bakyyme, Japasl Macno.
HeovulieHHoe Macno OYULLIANOGE € NOMOLLLIO
MITHOBEHHOR Xpomatorpadun Merck (OBYOKUCH
KpemHua, 16x10 CcM, 1:9
aTvnauerat/neTponeiHold sgpup), nasaa 455 r
(127 mmonb, 94%) LueneBoro coeguHeHUsa B Buae
BeCLBETHOW KNAKOCTH.

B.

[1S-(1 &, 20304 o)]-[2-[3-[[anmeTun-(1,1,2-TpK
METUNNPCNAN)-CUNUN]OKCK]  NPOo-  NUn]heHun)
7-okcabuunknol[2,2,1]rentaH-2,3-gMMeTaHon.

K  pacteopy 500 r (14,0 wmmonei)
coednHeHMa dactmh A B 30 MmN cyxoro
AWaTunoBoro adpMpa (NeperHaHHOM U3 KeTuna),
oxnaxgeHHoMmy go -100°C, pgobasnanoce no
kannam 15 mn (1,7 monapHoro B neHrawne, 25
MMOnb, Aldrich) pacteopa TpeT-GyTUNNUTMA Ha
npoTaXeHWn 15 MUH. PeakyWoHHas CMech
nepemelumBanacs npu -100°C B TeueHve 15
MWH, 3aTeM npu 0°C B TevyeHre 15 MUH.
Monyvatwuiica B pesynbrare GnefHo-XenThIA
pacTBOp MNOBTOPHO Cxnaxganca Jo -78 °C,
3aTem BBogunoce 30 mn cyxoro  TM®
(NeperHaHHoOro M3 KeTuna) ¢ nocneyownm
BrlcTpeiM gobaeneHwem pactecpa 875 mr (5,61
MMOons)

[3aR-(3a «,4p, 7B, 7aw)]-okTarnapo-4, 7-3nokcumns
obeHaodypaH-1-ona 8 10 mn Tl d. PeakunoHHada
cMech Harpeeanack go 0°C, nepemeluvBanach B
TeyeHwe 1 4, racunace 5 MmN BoAsl, 3atem
pacnpegenanace mexay 100 mn sogbl 1 25 mn
aTnaudetara. OpraHU4ecKUid Croil oTaensancs,
BOOHBIA CNOW sKkcTparpoeanca ¢ gobaeneHrnem
25 mn stunayetara. OpraHWYecKUe SKCTPaKThl
OObEeQUHANWCE, CYLUMNKCE (Hag cynbdaTtom
MarHmMa) W KOHUEHTPMPOBAaNWCe B BaKyyme,
JaBas Macno. Heoc4YULWEeHHOe Macno OYULLIANOCH
C TMOMOWbK MMHOBEHHOW  Xpomarorpaduu
{O4BYOKWCE KpemMHus, 12x5 cM, 1:4
aTvnaueTaT/neTponerHold  achup, 3atem 41
aTvnayerat/neTponeiHeld spup), nasaa 2,35 r

5,41 MMOnb, 97%) LeneBoro
OVacTepeou3oMepHelX  CNMPTOB B Bude
BecureTHOro macna.

C

[18-(1 a2a3ad «)]-2-[[2-[3-[[ammeTun(1,1,2-Tp
UMETUNNPONAN]CHUNINN]OKCH]
nponun]dpeHun]meTun]-7-okenbuuukno[2,2,1]rent
aH-3-meTaHorn.

CMech 1,90 r (4,38 MMONb)
OnacTepeon3oMepHoro cnmupra na vactm B n 1,9
r 20% karanuaatopa rmgpocKiCK nannagus Ha
yrme BnaxHoli meHee 50% Boabl, Aldrich) B 60
MN  NefsHoOlW  YKCyCHOW  KUCnoThl  BbICTpO
nepemelLMBanace B arMmocdepe Bodopoda B
TedeHne 5 4. PeakunmoHHas  CMeCb
dpuneTpoBanack depes 4 mkM nonukapboHaTHyro
MemMBpaHy, U duneTpaT KoHUeHTpupoBanecs B
BakyyMe (BaHHa C KOMHATHOW TemnepaTypoin).
OcTaToK pacnpegenanca mexay 50 mn sogbl U
50 wMn  atvnauetar. OpraHW4YecKWA  Crow
oTAaensncs, npomeleancyd 50 mn 1 monspHoro
pacTeopa rMapooKUCKH HaTpWs, cylunncs (Hag
cynbchaToM MarHWsa) WU KOHUeHTpUpoBancs B
BakyyMe, [dasad Macno. HeouMLWeHHLIR
marepuan ouuwancd ¢ NoMoLwsH MrHCBEHHOR
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xpomartorpacdun  Merck {OByCKUCE KpPEeMHWUS,
12x5 cM, 1:2 sTUnauetat/neTponeHelil sdup),
gaesag 1,03 r (2,39 mmonsa, 55%) uenesoro
coeguHeHnss B Buae OecupeTHoro macra. B
JononHeHWe Bblgenanocs 573 Mr (1,37 MMOnb,
30%) mexogHoro marepuana dactu C) B Bufe
eOMHCTBEeHHOIo ghacrtepecn3omMepa.

D. [1S-(1«,

2 o, 30dw)]-2-[[3-(rmapokcMeTnn)-7-okcabuumnk
no-[2,2,1]rent-2-unjmetn] GeHaonnponaHoBas
KMCNOTa, MeTUIMOBbIA admp.

Pacteop 1,00 r (2,39 MMOnNL) COSQUHEHMUS 13
yacth D wn 50 w™r (0,41 mmonb, Aldrich)
4-aumeTunammHonvpuanHa 8 6 Mmn 1:1 cmecu
CYXOM MMPUOMHIYKCYCHBIR aHropug
nepemelLMBancs NpW KOMHaATHOW TemMneparype B
TedeHwe 2 4. PeakunoHHas  CMecb
KOHUEHTpUpOBanack B BaKyyMe W ocTaToK
pacnpegenanca mexay 25 mn stunauetat n 20
mn 1 M BecaHoro pacteopa HCI. OpraHnyeckni
crod otaenancd, npomelBancd 20 mn 1 M
BoAHbIM pacTtBopoMm NaOH, zarem 20 wmn
HacbIWEHHbIM COMEeBEIM PacTBOPOM, CYLLWNGCSH
(Hap, cynbdaTtoM MarHusa) KU KOHUEeHTpUpoBanca B
BaKyyme, JaBasl HeOYMLEeHHbIM auetar B BMAe
mMacna.

K pacTBOpy HeouulleHHoro aletara B 15 mn
peareHTa aueToHa, oxnaxaeHHomy ao 0°C,
ooicTpo aobaendnocs 3,3 mn (2,6 M B Cr +6
npuroToBneHwe cmotpwn B Fieser and Fieser,
Reagents for Organic Synthesis, Tom 1, c.
142) peareHTa [xoHca. PeakynoHHasd cMecb
nepemellMBanace B TeUeHWe 2 4, racunach
JobaeneHnem 1 MM u3onponaHona U
nepemMelLMBanaces B TeqYeHWe AOMONHUTENbHbIX
30 MuH. MNonyyalolascs B peaynetarte seneHas
cycneHawa cuneTpoBanack 4epea Llenur.
dunbTpaT KOHUEHTPUPOBANcs B BakyyMe, W
ocTaToK  pacnpedensancs Mexagy 25 Mn
awatvnoBoro  achmpa W 25 MmN BOAHI.
OpraHnyeckria cnon oTAensancsa ]
KOHUEHTpUpOBancs B Bakyyme, Jasas
HeO4NLLIeHHYIKD aleTaTKUCNoTyY B BMAe Macna.

PacTBop Heo4YMLLEeHHOW aueTaTt KUCMoTbl B 15
Mn cMmecn 21 M BogHbld  NaOH/TI®
nepemelLMBancs Npyu KOMHaTHOR Temnepartype B
TedveHre 30 MWH. PeakynoHHas cMmech
oxnaxganacs B neasHol 6aHe, racunack
AoBaeneHvem 15 mn 1 M BogHoOro pactBopa
HCI, 3aTtem aKcTparvposanack AByma 25 mn
nopumMamMu  AUSTUMNOBOIO  3gpupa. SdUpHble
3KCTPAKTbl OObeANHANNCE, NPOMBIBANUCE 25 MN
HacbILLEeHHoro COneBoro pacTBopa "
KOHUEHTPUpOBanNMcL B Bakyyme, JaBas
HEeOUMLLEHHYID CMNUPTOBYID KWUCNOTY B BWAe
mMacna.

PacTBOp HEOUULLEHHOW CMIMPTOBOW KUCMOTHI
B 10 mn KkAcnorc mertaHorna (NpUroToBNEHHCro
JobaeneHrem 0,5 mn auetunxnopuga k 10 mMn
cyxoro metaHona npu 0°C), nepemelumsancs
np 0°C B TeueHWe 2 4, 3aTeMm
KOHUEeHTpUpoBancs B Bakyyme. MNonyvaltolweecs
B peayneTate Macno OYULAnoch G MOMOLLbH
MIHOBEHHOWR Xpomartorpadum {ABYOKUCH
KpemHua, Mepk, 15x3,0 cm, sTunayeTar), gasas
526 mr (1,76 mmonb, 74% W3 coeUHEeHUs YacTy
C) ueneBoro coefivHeHWd B Buae OeclBeTHOMo
Macna.

E.

[1S-{1 a3t «)]-2-[[3-KkapboKkcKH-7-oKcabrLMKN
0]2,2,1]-rent-2-unjmeTtnn] ©6eHacnnponaHoBas
KMCNOTa, MeTUMOBbLIA adnp.

K pacteopy 495 1 (1,63 MmMons) coeguHeHus

qactu D B 5 M™Mn  pearesHTa aueToHa,
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oxnaxaeHHoMy no 0°C, GbicTpo poGaenanoch
20 mn 26 M B Cr+6) peareHta [IKOHCA.
Peaku/oHHas8 cMech Harpesanach A0 KOMHAaTHOR
TeMnepatypbl, NepeMellnBanack B Te4eHne 2 4,
3aTeM racunace AobapneHuem npumMepHo 1 Mn
naonponadona. Yepes 15 MuH, nonyvaroLlladscsa 8
pesynbTate serneHas CycrneHaus punbTpoBanach
Jdepes Llenwt. ¢uneTpaT pacnpeasnancsa Mexay
20 mn ametunoBoro ascompa v 20 MmN BOAbI.
OpraHnyecknin CNoi oTAenANcs U BOAHLIA CNoR
aKkcTparuposanca nytem pobaeneHua 20 mn

AwatvnoBoro  achmpa.  OdUPHBIE  9KCTPaKTbl
O0beVHANUCE, CYWMNMCh (Had cynbgatom

MarHus) U KOHUEHTPMpOBaNWCb B BaKyyMme,

nasag 560 wmr (1,59 mmong, 98%) HeouWnWwEeHHOro
LueneBoro coefWHeHWa B Bude 6ecuBeTHOro

macna.

F.

18-(1 &2 o304 o)]-2-[[3-[[1-(tngpokcmeTin)
-2-0KCO-2-(heHUNMETOKCK)-3TUIM]  aMUHO]
KapboHWN]
-7-okcabuywkno[2,2,1]renT-2-unj6eH3onnponaHo
Basf KUCNOTa, MeTUNOBbIA adup.

K pacteopy 490 mr (1,54 Mmonks) KMCNOTbI
dactk E B 10 mn cyxoro TI (neperHaHHoOro 13
KkeTMna), oxnaxgeHHomy Ao 0°C, pobaenanock
392 wmr (1,69 mmonb, Sigma) xnoprugpara
L-cepuHBeHsunoBoro achupa, 228 r (1,69 mmons,
Aldrich) rmgparta 1-rngpokcubeHaoTpuUazona W
530 mkn (3,8 MMonNd neperHaHHorc 1Ua ruapuaa
KanbLms) TPUSTHNAMNHA. Cmeck
nepemellMBanace B Te4YeHWs 5 MWH, 3aTem
pobaenanace 348 mr (1,69 mmons, Aldrich)
JuuuknorekcunkapbogMuMuaga B BWAe OOHOW
nopunu. PeakunoHHas cMeck nepemellBanach
npr 0°C B TeueHWe 3 4, 3aaTeM Harpesanacs Ao
KOMHATHOW TemnepaTypbl B TeyeHue 16 u.
Monyyalowascs B peaynbrate GCycneHaus
pasbaBnanace 10 Mo aTvnayeTara,
oxnaxaanack go 0°C B TeysHWe 15 MWH, 3aTem
duneTpoBanacs. $UnsTpar KoOHUEHTpUpOoRancs
B BakyyMe, pfaesas Macno. HeouuweHHbIR
mMatepuan oYMWAancsa ¢ NOMOLULLH MIHOBEHHOMW
xpomartorpacduin  Mepk (OBYOKMCb KpeMHWA,
15x3,0 cm, sTunauetar), gaeaa 540 mr (1,09
MMonb, 71%) UeneBOro coedWMHeHWs B BUae
Henoro TBepaoro BellecTsa.

[15-(1 . 200,304 0))]-2-([3-(4,5-Anrnapo-4-)cpe
HWUNMETOKCK)-kapBoHIWN]-2-0Kkca-30n unj-7-
okcabuuwkno[2,2,1]renT-2-un]metun]6eHzonnpon
aHoBasa KUCMoTa, MeTUMNOBLIA adup.

K pactBopy 525 wmr (1,06 mmons)
coegnHeHma yactu F, 843 mr (3,10 mMmorb,
Aldrich) TpudeHundgochmHa 1 540 mkn (3.1
mmons, Aldrich) guusonponmnatunaMmHa B 6 mn
cme- cH 5:1 CyXoro
aueTOHUTpUNa/MeTUNeHxXopraa npu KoMHATHON
Temneparypbl poGasnanocs 300 mkn (3,1
MMOCIb, Mallinckrodt) YeTbIPEXXTOPUCTOrO
yrnepoaa. PeakunoHHas CMeChb
nepemelLMBanace B TedeHWe 2 uJ, 3aTem
pasbaenanace 15 mMn  STMnauetara, ¢
nocrneayowmm mMegneHHsim  gobaeneHnem 15
Mn HacklLWeHHoro BOAHOMO pacTeopa
BukapboHara Hatpua. [lonyvawowascs B
pesynbTare CMeck NepeMellnBanacs B TedeHne
5 MKWH, 3aTem pacnpegensanace mMexgy 20 mn
aTunaudetar U 20 Mn Bogdbl. OpraHUYeckuid cnon
oTaenancs, npoMeisanca 20 MmN HackIWEeHHoro
CONEeBOro pacTeopa, CYWWNos (Hag cynbdaTom
HaTpUs) U KOHUEHTPUPOBAncH B Bakyyme, JaBas
MenToe, MacnsHWcToe, TBepaoe BeLlecTBO.
HeouuweHHbIA MaTepuan o4uWancs ¢ NoMoLLb
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MIHOBEHHOW Xxpomatorpadumn (Mepk, ABYOKWUCh
KpemMHus, 20x3,0 CM, 2:1
aTvnayerart/neTponeiHsl acup), nasaq 380 mr
(0,80 mmongd, 75%) UeneBOro OKCa3oNWHA, B
Bnge Gﬂe,D,HO-)KerITOFO TBEpPLAOro selecrea.

H.

[1S-{1 &, 20,3, 4n)]-2-[[3-[4-[(cpeHUNMEeTOKCH)K
apboHun]2-okcaszonunl-7. -okca-

Buynino(2,2,1] rent-2-un)
MeTun]6eHaonnponaHoBas KMCnoTa, MeTUnoBLIA
achup.

K pacteBopy 375 Mr (0,79 MMonb) okcasonuHa
yactTh G B 10 MmN cyxoro MeTWUneHxnopuga
(neperHaHHoOro K3  natuMokMck  cpocdopa)
Jobaenanoce 750 Mr nepekncK Hukens us
npumepa 1 4acth  J, NpU KOMHaATHOR
TeMneparype. PeakymnoHHas CMECh
nepemellMBanace B TedeHWe 1 4, 3aTem
Jobaenanvct  AononHWTENbHele 190  Mr
oknenutensa. Yepesa 30 MUH peakyMOHHAA CMEeCh
pasbasnanace 20 MmN sTMnayertata  C
nocnegywwmm gobaesneHmem 10 mn 3 M
BoOHOro pacTBopa OucynbcuTa  HaTpWs.
Monyyawwanca B pesyneTate cMeck ObIcTpo
nepemellmBanace B TeudeHue 20 MuWH, 3aTem
aobaenanoce 10 Mn Bogsl. OpraHAYecKWiA Cno
OTAENANCA, W BOAHLIA CMNOW SKCTparMpoBancs
gononHuTeneHeiMn 20 Mn aTunauyerTaTa.
OpraHuyeckMe  sKCTpakTel  OOBLEeAUHANUCE,
npomblBanmcs 25 mn 1 M BogHoro pacrteopa
uMTpata HaTpus, CyWWnuck (Hap cynbdatom
MarHus) W KOHUEHTPUPOBANWCH B BaKyyme,
Jaeas  macno. HeouwuweHHblA  mMaTepuan
oudancs ¢ MOMOWEBW  MFHOBEHHOMH
xpomatorpacdun  (Mepk, ABYOKUCH KPEMHWUS,
15x5,0 cm, 2:3 aTvnauetat/neTponeitbliid acup),
daeag 180 wmr (0,38 mmenb, 48%) uenesoro
oKkcasona B BUAe macna.

1. 4-(4-xnopdeHnn)dy TunamMmH

(a) 3-(4-xnopchernmnponaHen

K nepemewmnBaemomy pacrteopy 50 r (27
MMOINb) 3-(4-XnopdeHUn)-NPoNnMoHOBOW KMCNOThI
B 30 mMn TeTparmapodypaHa npn 0°C no kannsm
Aobaenanoce 30 M (30 MMONbE)
OopaHTeTparngpodypaHOBOro  KOMMMeKca.
PeakuMoHHas cMecb MepeMellnBanack B
TeveHve 15 4. PeakyvoHHas  cMmech
KOHUeHTpUpoBanacke B  Bakyyme. OcTaToK
racuncs BOLOOH W pacnpefensncs Mexoy
OUSTUNOBLIM acurpom " HaChILLEeHHEIM
pacTBopoM OukapGoHaTa HaTpus. OpraHndeckui
CrnoW oTaensanca W BOAHLIA  CNOR
sKCTparmpoBanca Asaxas 40 Mn OWSTUNIOBOro
schupa. OpraHudyeckne crou oBbeduHANUCE K
npomeIBanvch HackILWLEeHHbIM CONEBLIM
pacTBOPOM, CYLUWMUCE Ha cynbdaToM MarHus u
KOHUEHTPUpOBanWcL B Bakyyme, faesasf 39 T
OecLeeTHOro macna.

3¢ aMP (CDCl;, 67,8 M) 140,0,
131,0, 129,9, 129,0, 161,0, 132,5, 131,0.

{b) 3-(4-xnopdeHnn)nponunépomMna.

K nepemelisaemomy pacteopy 4,151 (15,8
MMOnNb) TpudeHundgoccdnHa 8 100 mn Tonyona
npu 0°C no kannsm gobasnanocs 1,51 mn (16,8
MMOons) 6poma. HaHHas CMeChb
nepemellMBanace B TedeHWe 3 4. 3aTem
AoBaenanca pacteop 3,90 r (22,86 mMmonb)
cnipra dvactm {(a) u 1,63 mn (158 mMmons)
nMpuavHa B 20 mn Tonyona. fo6aenanca
pacTeop 25 mMn rekcaHa K 25 Mn gUaTMNOBOro
schupa, oBpasoBbiBanNack KOpUYHEBas Maceca.
HuakocTb OeKaHTUPOBaHNS "
KOHUeHTpupoBanacs B Bakyyme. Ocratok
pacTupancsa co CMechi rekcaH/aTunauerar v
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ocaxjanach OKUCb TPUEeHUNDOCHUHA.
Teepdoe  BelecTBO  OTOMMLTPOBEIRANOCH,
dunbTpaT KOHLUEeHTpWUpoBarcs, AaBas Xentoe
macno. Macno ouMwanocs C©  MNOMOLULBHD
MrHOBeHHOW xpomaTorpadun, gasaa 1,80 r (7,72
mmong, 49%) xenaemoro npoaykra.

15C AMP (CDClg)s: 138,7, 131,68, 129,6,
128,3, 33,7, 33,0, 32,5

(c) 4-(xnopdheHNN)OYTUPOHUTPKI.

K pactBopy 3,10 (13,3 mmonda) Bpomuaa
dJacTu (b) B 36 mMn sTaHona, nepemelLlMBaEMOMY
B arMocdpepe  asora NpW KOMHATHOR
TeMneparype gobaenanca pacteop 4,26 (654
MMOnNA) LuaHnaa kanwa 8 12 mn Bogel. Cnyeta 5
4 peakuus Gbina HenonHoW, Kak nokasoiBana
TOHKOCMNOWHaA xpomaTtorpacus. K peakumMoHHOR
cmecn gobaendanves 4 mn TeTparngpodiypada v
4 Mn BoAbl, NpKU 3TOM Nofyyanack roMoreHHas
peakynoHHad cmeck. [locne  12-4acoBoro
nepemelLmBaHusa JobaBnsnuvce Boga W
OnsTunoeeld  achup. OpraHWJecknid  cnow
otoendnca. BogHblA crnoi skcTparvpoBancs
aBa)ael 50 M ONSTWUNOBOTO achupa.
OpraHuyeckue crnow O6LEAUHANUCE,
NpCMbIBANMCE  BOAOW  KOHLEHTPUPOBAHHBIM
PAacTBOPOM XIOPUCTOrO HaTPWA, CYLUMNUCE HaZ
CynbchaToOM MarHWa W KOHUEHTpUpoBanwck B
Bakyyme, JdaBas macno. Macno ouuvwlanocs
MrHOBEHHOW XpomaTtcrpadgpuerd (90:10 cmechb
rekcaH aTunauerar, B  peaynsbrate  dero
nonyyanock 1,80 r (10,1 mMons, 76%) LeneBoro
HUTpUNa B BWAE Mpo3payHoro macna.

3C AMP (CDClg)s: 1380, 132,1, 129,6,
128,86, 33,5, 26,6, 16,2.

(d) 4-(4-xnopdeHnmByTunammH.

K pactBopy 1,80 (10 r mmone#) HuTpuna
dqacth (c) B 70 MR OWSTUNOBOMO achupa,
nepemelLlMBaeMOMy B aTMocdiepe  aproHa

npu 0°C poGasnsnocs 0,38 T (10 mmons)
NUTURANKMUHWATMApKUEOA. [pK 3TOM BblAenAncA
ras. Cnycta 20 MWH peakUMOHHas CMechb
racinacs 0,4 mn Bedbl, 3atem 04 mMn 1 H.
NaOH, satem 1,2 mn Boabl, C NepemMellnBaHnemM
B TeyeHWe HEeCKONBKUX MWHYT noche Kaxgaoro
nobaeneHus. BenbiA ocaacK
OTOWNLTPOBLIBANCH " hunbTpa
KOHLUEHTpUpoBancs, NpK aToM nonyyanocs 1,5 r
(8,20 Mmmonel, 82%) ueneBoro amuHa B BMAES
npospa-Hore macna.

15C AMP (CDClg)s: 140,7, 1312, 129,5,
128,2, 41,8, 34,9, 33,0, 28.,4.

J. MeTunoBelA achup
[18-(1 &, 200, 300, 4 cn)]-2-[[3-[4-[[(4-(4-xnopheHn
moyTun] amuHokapdo- HUN| -2-okcaaonun] -7-
okcabuunknol2,2,1]
renT-2-unimeTnn]6eH30NNponaHoBoOi  KUCNOThI.

Cwmect 175 mr (0,37 Mmmona) okcasona 4acTy
H wn 30 mr 20% rnapookucy nannagus Ha yrne
(ernaxHan, < 50% Bogel, Aldrich) B & mn
peareHTa 9sTWnauetaTa nepemMellvMBanact B
atMocdepe  Bogopoda B TedeHne 1w
Katanuaatop ydananca douneTpaumed yepes 4
MkM  nonukapboHaTtHyio MembpaHy. $unstpar
KOHUEeHTpUpoBanca B Bakyyme, dasad 141 wmr
(0,37 mmons, 100%) HEOUMLLEHHOR KUCMOTEl B
BMOe ©Oenoro TBepAoro BeulecTBa, T.MM.
156-158 o¢

K pacteopy 135 wmr (0,35 mmong)
HEOYWLLEHHOW KMCnoTel B 3 MM GyXOro
XNOpUCTOro  MeTuneHa  (MeperHaHHoro 13
NaTUoKMCKM  cpocdpopa  pobaenanacs npu
KOMHaTHOW TemnepaType Hebonblas kanns
ouMetundgopmammnga, 3atem 40 mkn (0,46
mmons, Aldrich) okcanunxnopuza. PeakumoHHas

10

15

20

25

30

35

40

45

50

56

60

17-

CcMechb MepeMellnBanacks B TedeHue 30 MWH,
3aTeM KOHUEeHTpUpoBanack B Bakyyme, Jasasl
CLIPOW XMNCopaHrMApUA KUCNOTHl B BUAE KenToro
TBEpAOro BellecTBa. XNopaHruapua KUCAoThl
conobunuanpoBancas B 3 M Gyxoro
MeTWMneHxnopKaa, sateM oxnaxaancs go 0°C u
OuicTpo aobaenanca pacteop 84 wmr (0,46
MMOnb) aMuHa vactu 1 1n 70 min (0,50 mMmone,
neperHaHHoOro M3  rMgpuia  Kaneuws)
TPUaTUNAMKWHA B 1 M CYXOro MeTuneHxnopwaa.
PeakunoHHas cMecb MepemellnBanack B
TeveHWe 30 MWH, 3aTem pacnpeaenancs Mexagy
25 mn stunauetata 1 15 mn 1 M BogHoro
pacTeopa HCI. OpraHUYecKuid cnoi eTAensanca u
BOAHLIA cnol sKkeTparupeeanca ¢ aobaeneHvem
10 mn sTunayetara. OpraHUYeckue SKCTPaKThl
obbeQUHANWCE, CYLUWMNKCE (Hagd cynbdartom
MarHus) W KOHUEHTPUPOBANWCL B BaKyyMme,
Jaeast KenToe  TRepaoe BELLECTRO.
HeouuweHHbIA MaTepuan ouuwancs ¢ NoMoLLbo
MITHOBEHHOW Xpomarorpacuny (Mepk OByOKUCh
KpemMHWs, 18x1,5 CM, 3:1
aTvnaleTaT/neTponerHold acup), nasaa 161 mr
(0,29 mmongs, 83%) UeneBOro COeAMHEHWA B
BMge ©Oenoro TBepOoro BelecTBa, T.NM.
140-142 o¢s

K.

[18-(1 ee20t, 3,4 o)]-2-[[3-[4-[[[4-(4-XnopdeHn
mbytun]-aMmuHo]kapboHwnn] -2-okcasonunl]-7-
okcabuunkno(2,2,1rent-2-unjMeTun]Gensonnpon
aHoBas kucnoTa.

PacTteop 158 Mr (0,29 mmona) coeguHeHUs
M3 vacth J 1 25 mr (0,60 mmona, Aldrich)
MoHorMgpaTa rMapookKACKA NUTUA B 6 MN cMecK
2:1 Trd/ecpa nepemelinBancs BeICTPO MNpM
KOMHATHOW TemnepatType B TedeHue 1.5 4.
PeakunoHHas  cMecb  MOAKMCNsNach
aobaeneHnem 2 mn 1 M BogHoro pacTeopa HCI,
3aTteMm pacnpegenanace  mMexgy 20 MmN
atunaygetat K 20 mn Bodkbl. OpraHU4eckKid cror
oTAenancs, npoMbiBancd 20 Mn-mMW COneBoro
pacTeopa, cywwunca {(cynbartom marHua) w
KOHUEHTpUpoBancHa B Bakyyme, dasasd 152 mr
(0,28 mmona, 98%) ueneBoro NpofykTa B BUAS
TBepAoh 6encid neHol.

WK (KBr). 3413, 2940, 1724, 1652, 1602,
1522, 1491, 1203, 1175, 1105 cm™.

HacTUuHblA 270 MIL, Tamp (CDClz)s: 2,19
(o 1H), 2,32 (1. J 11, 1H), 2,85 (M. 5H),
289 (1. J 8, 2H), 3,39 (m. 3H), 439 (o J
4, 1H), 496 (. J 4, 1H), 712 (M. 9H),
8,14 (c. 1H).

67,5 My 1°C AMP (CDClg)s: 27,4, 28,5,
28,8, 290, 29,9, 324, 34,7, 388, 469,
50,0, 78,7, 797, 1265 1267, 1284,
129,0, 129,7, 1314, 1358, 137,7, 1384,
140,5, 141,1, 160,9, 163,9, 176,5.

MC (CI): 537, 539 (M + H)*

OR: (a)p +9.9° (c 10 B w™eTaHone)
3aKkpbiTas Wenb

TCX: Rf {cunukarens, 1: 9
meTaHon/meTuneHxnopua) 0,50, Monuoaar
aMMoHWs/cynbdaT uepna M YO, roMoreHHbli

AHanmna ang CagHazCINLOs:

BelyucneHo: C 67,09; H 6,19; N 5,22; Cl| 6,60

HalhgeHo: C 67,33; H 6,35; N 513; Cl 6,45

M o] [ M e P 3.
18-[1 o, 20,3, 40)]-3-[[3-[[(4-Lnknorekcndy Tvn
JaMWHO]-kapBoHIWN] -2- oKcasonun)
-7-oKkcabuumkno [2,2,1]
renT-2-uniMeTun]beH3oyKCycHasa Kucnora.

(3-BpomcheHsTUN)OKCUreKCUNANMETUNCHNAH.
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K nepemMeLLMBaeMOMy pacTBopy
3-6pomdpeHunyKeycHoln kucnotel (55,8 1, 260
MMonelr, Aldrich) B aTMocdepe aprora npu 0°C
goGaenancd no kannam (300 mn, 300 Mmmonei)
Ha npoTsmKeHWM opHoro 4Yaca 1 M pactBop
anbopaH  (teTparngpodypan/Tre).  OaHHad
cMecb NepemMellMBanace npu 0°C B TedeHWe
55 4, a 3areM MeONeHHo racuvnact BOAOH.
Monyvalowancs cMecb KOHLEeHTpMpoRanace B
BaKyyMe, OCTaToK pacnpedenancd mexay 300
MIT  HacblleHHoro pacTteopa  GukapboHaTa
HATpUA WU AMSTUNOBBIM adpom (4x40 mn).
OObeUHEHHLIE 3hUpPHEBIE 3KCTPAKTEl CYLLWIUCE
{cynbhatoM  MarHud),  QUNsTPoBanMCcL U
KOHLEeHTpUpoOBanucy B Bakyyme, gasasd 51,7 r
HeouuleHHoro cnupta. K nepemellvBasMomy
pacTBOPY AAHHOrO cnuvpra v TpustunamuHa (75
mn, 538 wmmoned) B 500 mn cyxoro
MeTUNeHxnopuaa B aTMocdepe aproHa npu 0°C
nobaenancy Tekcungumetuncunuxnopus (56,2
Mn, 286 mmoneil) Ha nNpoTsmeHWA 15 MKH.
PeakuMoHHas cMeck NepemellmBanace npu 0°C
B TeyeHWe 75 MWH, a 3areMm Mnpu KOMHATHOR
Temnepartype B TedeHwe 15 4. [JaHHaa cmech
pasbaenanace 500 mMn gusTUNOBOro sdupa, K
ocafok oThUNLTPoBEIRanNcs. Teepaoe BelLecTBO
NPOMbIBANOCE ANSTUNOBEIM 3c¢hpom (3x300 mr).
PUnbTPaT KOHUEHTPUPpOBANcs B Bakyyme W
pacrnpegenanca mexay 300 Mr HacbllWeHHOro
pacTBOpa XJIOPUCTOrO aMMOHUS U OWSTUNOBLIM
acbupom (4x300 mn). OBbednHEeHHbIEe ShUpHEIe
AKCTPAKTEl CYLIMNUCE (CyNbdhaToM MarHus) u
KOHLEeHTpUpoBanMcs B Bakyyme.  [JaHHbINA
HeOUMLLEeHHBIR MPOAYKT NepercHAncs, gasas
769 1 (87% ) UeNneBOro COEOWHEHWS, T.KWN.
148-154°C (npumepHo 0,5 Mm).

B.

[18-(1 &, 20,30, 4c)]-2-[3-[[3-{rmapokcumeTn)-
7-cKcabuumkno-[2,2,1]rent-2-1n)
TMAPOKCUMETIN)
BeHson]aTokcm]anmeTun-(1,1,2-TpuMeTANPONKN
JeunaH.

K pacteopy 10,0 1 (29,1 mmons) coequHeHns
13 YacTtin A B 80 M cyxCro AnMsTUNoBoro scupa,
oxraxgeHHomy go -78°C, poGaenanock Mo
kannam 30 mn (1,7 Mr B neHtaHe, 51 MMOnG,
Aldrich) pactBopa TperT-GyTunnutna  Ha
NPOTAKEHWA MPUMEpPHO 15 MWH. PeakunoHHas
CMech NepemMelurpanack nNpW -78°C B TedeHWe
15 MWH, 3aTteMm npu 0°C B TeueHue 30 MUH.
MonyyaloWwWnes B peaynbTaTe pacTBOp aHUOHa
NOBTOPHO oxnaxaanca Ao -78 °C, eeoguMnock 40
Mn  cyxcro TeTparngpodypaHa, a 3artem
foGaenanca no kannam pacteop 1,87 r (12,0
mmoned)  [3aR-(3aq,4p,7p,  7aw)]okrarmapo-
4 7-snokcunaobeHsodypaH-1-ona B 20 Mn
TeTparngpodypaHa. CnycTa 15 MWH
peaKuMoHHaa cMeck nogorpeeanacs Ao 0 °C.
Mocne AONOMHWTENBHOIC — HAXOMAEHWS B
TeuyeHne 1 4 npu 0°C peakyvmoHHas cmech
racMnace 5 MnN BoAdkl, 3atem gobaenanca K 200
MN BOABl W SKCTparvpoBanack AByMA 75 mn
nopunsmn  sTunadetata.  OpraHudeckue
SKCTPaKThI 00BbedNHANKCE, CYLUWNKCE
{cynbhaTomM MarHWA) KU KOHUEHTPUpOBanick B
BaKkyyMme, fapas Macno. HeouuleHHoe Macno
OuMLLANOCH c MOMOLLEHD MIHOBEHHOHR
xpomartorpacdun (Mepk kpemueazem, 23x5.0, 1:4
atunayeraTt/netTponenHsliA achunp, 3artem
atunadetar), gaeasa 4,10 r (10,1 mmonsa, 85%)
HA3BaHHOIO B 3aroTOBKE COEAWHEHWS B BUAE
BecUBeTHOro Macna.

C.
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[18-(1 &, 203 cd e )]-2-[3-[[3-(TnopokcumeTn)-7-
okcabuumnkno[2,2,1rent-2-nn] meTtrn]6eH30]
aTokeu]gumeTun(1,1,2-TpUuMeTUNNponU)CUNaH.

Cwmece 4,05 r (10,0 mmoneid) coegnHeHMs
yacth B w 550 r 10% nannagua Ha
aktueMpoBaHHoM  yrne  {(Aldrich) B 80 mn
NeJaHOM YKCYCHOW KWCNOTEI BCTPAXMBANAachL B
atMmocdepe sogopoda (40 dyHT/Ke. dlodm 2,812
KI'/CMQ) B annapate [lappa B Te4yeHWe 24 u.
Monyvyalowasacs B pesynsTaTte CMech
nponyckanacs vepes nonukaptoHaTHelA puneTp
ana yaaneHus kaTtanuaatopa, W cunsTpar
KOHUEHTPUpOBancs B Bakyyme, JaBas Macno.
HeouuweHHoe Macno pacnpedensnock Mexay
100 mn etvnauetata WM 100 mn  BoAbl.
OpraHnyeckMin cnol othenancd, cyLuncs
(cynbechatomM MarHus) U KOHUeHTpupoBanca B
BakyyMme, dasas 3,72 r (9,60 mmonsa, 96%)
HEeOUMLEHHOro  LeneBoro cnupta B BWae
BecLeeTHOrO Macna.

D. [18-(1c, 2a, 3a,
4 o)]-3-[[3-(AueTUnoKeK)MeTN]- 7 -okcubaL knol
2,2.1] rent-2-un] metun] GeHzonasTaHon.

K pacteopy 4,56 r (11,3 mmons) cnupra
vyacth C »n 1,3 mn (16 mmonel, Burdick and
Jackson) nuvpmguHa B 50 mMn cyxoro
MeTUNeHxnopuaa (NeperHaHHoOro U3 MATUOKUCH
chocchopa), oxnaxagHHoMy Ac 0°, nobaenancs
no kannam pacreop 1,0 mn (14 wmmonei,
Mallinckrodt) auetumnxnmoppwopa B 3 MN
MeTUNeHxnopruaa. PeakunMoHHas  cMech
nepemelmBanacs B TeueHue 30 MuH, 3aTem
doGaenanaces B 50 mn 1 M BogHoro pacteopa
HCI.  OpraHnyeckmin  hasa orgenanacs,
npomeiBanace 50 mn 1 M BOAHOW rMOPOCKACHK
HaTpusa, cywmnacs (cynechbaTom MarHug) u
KOHLUEeHTpUupoBanace B Bakyyme, aaeaa 505 r
(11,4 mMMmongd, KBaHT) HEOYMLWEHHCro aleTaTa B
BMude GecupeTHoro Macna. K pacTeopy
HeouKMlweHHoro ayetarta B 30 mn aueToHUTpUNa
(Burdick and Jackson), oxnaxaeHHomy ao 0°,
doGaenanoce 1,5 mMn 48%-Horo BOAHOMO
pacTeopa  PTOPUCTOBOACPOAHOW  KWCMOTLI.
PeakunoHHas cMecb MepeMellnBanack B
TeUeHWe 1 4, 3aTeM racunact MeaneHHbIM
AoBaeneHrem 20 MM HACbLIWEHHOrO BOAHOMO
pacTeopa bukapboHata HaTpua. Nonyyvatowaacs
cMmeck pgobapnanace K 100mMn Bogsl W
sKcTparMpoBanacs AsymMa 50 mn nopunami
sTunaueTaTa. OpraHuWyeckune BKCTPAaKTEHI
06BbEOUHANNCE, CYLUMMNWCE (CYyNbthaToM MarHa)
1 KOHUEHTPUPOoBannck B Bakyyme, JaBas Macro.
HeouuweHHbIA MaTepuan ounwancs ¢ NoMoLbo
MIHOBEHHOW XpomMarorpadguu (kpemHeaem Mepk,
20x5 om, asTtunauyerar), gasaa 3,01 r (9,90
MMOnA, 88%) HA3aBaHHOIO B 3arofnoBKe CnupTta B
Buae BeclpeTHoro Macna.

E.
[18-(1 &, 20,30, 4c)]-2-[[{1,1-AumeTunstun)oude
HUNCKUNKN]oKCK]sTUn]dpeHnn] Me- TInj-7-

okcabuUuKnkno[2,2,1]renTaH-3-meTaHon.

K pactBopy 3,00 r (.87 mmong) cnupta
yacth D n 275 r (10,0 mmonei, Petrarch)
TpeT-OyTunxnopandeHuncunaHa B 50 mn cyxoro
MeTUNeHxnopuaa (NeperHaHHoOro W3 NATHUOKUCK
thocchopa) pobasnanoce npu 0 ° 1,7 mn (12
MMOMNer, neperHaHHoro Wa ruapuga Kanbuus)
TpuaTunamuHa, 3atem 200 mr (1,6 mMmons,
Aldrich) 4-gumeTunamuHonMpugnHa.
PeakunoHHaa cMeck nogorpeeanace go
KOMHaTHOW Temnepartypbl, NepemellMBanacs B
TeueHWe 2 4, U nonydawwasca B pesynsrare
cycneHana npomelBanacs 50 mn/mu 1 M BoaHOR
consAHOW KMcnoTel, 3aTeM 50 MmN BoAbl, cyllnnacs
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{cynbhatoM MarHWA) U KOHLEeHTpUpoRanach B
BakyyMe, [JaBas HeOYMWeEHHLIR CUNWNOBLIK
achmp B BMAe Macna. K pacTBopy HEOUYMLLEHHOro
cununoBoro  adwpa B 50 mn 6e3BogHoro
ONSTUNOBOTO scpupa {Mallinckrodt),
oxnaxagHHoro o -78°C, pobBaenanock 20 Mn
(14 M B gWaTunoBoMm acupe, 28 MMOnNeHr,
Aldrich) pacTteopa MeTUNNUTKE NO KannamM Ha
npotaxeHuMn 15 wMuH. Cnyets 5 MKH
peakuWoHHas cMech racunack 1 Mn metaHona,
3aTtTeM Harpeeanacb o KOMHAaTHOMH TeMnepaTtypbl
W pasjenanace Ha 4actvh mexgy 50 wmn
awstunoBoro  acupa w1000 wmn BOAbl.
OpraHnyeckWin crno otaenancs, npomMelBancs
50 Mn KOHUEHTPUPOBAHHOrO pacTBopa
noBapeHHoi conu (NaCl), cywumnncs (cynsgatom
MarHusl) U KOHUEHTPUPORAncs B BakyyMe, Japas
macna. HeouuvlleHHoe BelecTBO OYMLLanoch €
NOMOLLBK MIHOBEHHOW xpomatorpadun (Merck
OBYOKMCE  KpemHua 20x5 oM, 1.1 cmecb
aTvnayerara/neTponeiHoro acgupa), fasad 4,41
r (8,82 mmona, 89%) ueneBoro cnvpTa B BuZe
BecUBeTHOro cTeKkna.

F.

[18-(1 a2e3 a4 o]-2-[[3-[2[(1,1-anMeTUNSTH
maneHnncunmMnioken]stun] de-HuNMeTmun]-7-
okcabuunkno[2,2,1]rentaH-3-kaptoHoBas
KucroTa.

K pacteopy 1,75 r (3,50 mmonb) cnupra
dactk E B 25 mn auetoHa, oxnawaeHHoro Ao
0 °C, pobGaenanock 3,5 Mn peareHTa [xoHca
(2,6 M Fieser and Fieser. 1. 1, c. 142) no
KaNmaM Ha NPOTAKEHWM 5 MUH. PeakuMoHHas
cMech NepemMelvBanace npu 0° B TeveHume 1,56
4, 2areM racunace AgobGaeneHvem 1 Mn
N30NPONMMNOBOro cnupTa. Cwmech
nepemellnBanace B TeueHWe 30 MWH, 3aTem
NonyyWBLUIMIACS B pe3ynbTaTe 3aeneHblid wnam
dUneTpoRancs JYepes UenuT.  dunbTpat
pasgenanca Ha JacTtih Mmexgdy 100 mn Boabl 1 75
Mn aTunauyerara. OpraHu4eckmia CNoWA
oTaendncsd, npomMeiBanca 100 mn sogel, 50 mMn
KOHLEHTPUPOBAHHOrO  pacTBOpa  XMOPWUCTOro
HaTpue, cywuncs (cynbdaT marHua) wu
KOHUeHTpUpoBancsa B Bakyyme, daead 1,82 r
(3,54 mMmonsa, 101%) HeOYMLEHHOR KUCNOTL B
BUZe TBepaolh neHbl Genoro upeTa.

G. MeTHNoBbINA achup [1S-(1a,
2 o, 3c,4e)]2-2[[[2-[[3-[2-[[(1,1-AMMeTUNSTUN)
-gucpeHnncK- nunj -oKcu]aTUn]heHun]

MeTun]-7-okcabuuuknol[2,2,1]rent-3-un[kapboHu
njJamuHo]3-rnapo- KCUMNponaHoBOR KWCHOThI.

K pactBopy 1,86 r (3,72 MMONA) KWACHOTEI
gactu F, 577 wmr (3,72 mmong, Aldrich)
xnoprugpara L-cepuHmeTnnoBoro acupa n 502
mg (3,72 wmmong,  Aldrich)  rugpata
L-rnapokcubensoTprasona B 20 mn cyxoro TIo
{NeperHaHHOro M3 CMeCK canuin)ybeH3odeHoH),
oxnaxaeHHoMmy Ao 0°C, poGapnanock 1,1 Mn
(7,8 MMONeW, neperHaHHoro w3 ruapuaa
KanbLUWs) TPUSTUNAMWMHA, 3aTemM, CrycTa 5 MuH,
766 Mr (3,72 MMONA, Aldrich)
1,3-omumnknorekcunkapbommaa.  PeakunoHHas
CMech OCTaBNANacke HarpeeaTbcHa 40 KOMHAaTHOM
TeMneparypbl, NepemMellMBanact B TedeHue 16
u, nonyYeHHbIA B pesynbTate  Lnam
dunbTporancs. $UnsTpaT KOHLEHTpUpoBancs B
BakyyMe, [JaBad Macno.  Heo4ULLEeHHBIR
mMatepuan OYMWAncs G NOMOLLEH MIHOBEHHOWN
xpomatorpacdu (Mepk KpemHeaem, 15x5 cm,
atunauetar), agaeada 1,75 r (2,84 mmonsa, 76%),
Ha3BaHHOro B 3arofoBke amuaa B Buade Genchi
NeHbl.

H.
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[18-(1 &, 20,30, 4c)]-2-[2-[[3-[2-[[(1,1-OvmeTH
NaTUN)ANDEHUACUNIUI]OKCK]  3TKM] heHnn)
MeTun] -7-okcabuunknol2,2,1]
rent-3-unj4,5-gurnapo-4-okcasonkapboHosas
KUCNoTa, MeTUINOBbIA 3duMp.

K pacreopy 1,65 r (2,76 mmonsa) ammaa u3
dqacth G K 2,89 r (11,0 mmoneld, Aldrich)
TpUdpeHunpochHa B 40 MN  BLICYLWIEHHOMO
cutom auetoHuTpuna (Burdick and Jackson)
gobaenanocs 0,70 mMmn (7,2 mMmons)
JYeThipexxnopuctoro yrmepeda, 3ateMm 1,1 mn
(7,8 Mmons, NeperHaHHoOro 13 rmapuaa kansums)
TpUaTUNamMrHa. PacTeop Harpesancs oo 65°C B
TeueHWe 30 MWH, 3aTeM oxfaxgancs o
KOMHATHOW TemnepaTypbl, nonydYawnica B
pesynbTare TeMHBIA pacTBop pacnpefensncs
mexgy 120 mn HackIWeHHOorD BOAHOMO pacTBopa
OvkapboHata HaTpua n 50 Mn sTunauertarta.
OpraHnyeckin cnoi oT4enaAncy, a BogHbIA crnoi
SKCTparMpoBanca  AononHUTEenbHelMM 50 Mn
sTunaueTara. OpraHunueckue 9KCTPAKTHI
o6beJUHANWCE, CYLUUMNUCE (CyNbhaTtoM HaTpKA)
N KOHLUEeHTpWUpOBannucb B BakKyyMe, JaBad TeMHoe
mMacno. HeouWlleHHbIA maTepuan ouMwancs ¢
NOMOLEK MIHOBEHHOR XpomaTtorpachny (Mepk
kpemHesem, 20x5 coMm, 1.2 aueToH/rekcaH),
Jaeas 515 wmr (0,86 mmons, 31%) ueneBoro
OKCA30MNWHa B BUAE XKeNToro Macna.

I
[18-(1 e2e3 «,4  o)]-2-[2-[[3-[2-[[(1,1-OnmeTn
NaTUN)ANDEHUNCUNIUN]OKC]  3TKIM] cheHnn)
MeTKn)
7-okcabuumkno(2,2,1]renT-3-unj-4-okcasonkapto
HOBas KUCIoTa, MeTUIMOBLIA adhup.

K pacteopy 505 mr (0,85 mMmons) okcazonuHa
na vact H B 20 Mn cyxoro mMeTtuneHxnopuia
(NneperHaHHOre K3  NATUOKUCKM  chocdhopa)
nobapnanca npu KOMHaATHOW Temneparype
ofHolW nopumnei 1,0 r nepekucn Hrukens, Jactu J
npumep 1. PeakuncHHan CMecCh
nepemellmBanacs B TedeHue 1 ud, 3arTem
aobaenanace gononHutensHaa 1,0 r nopums
nepekncK HWKens. PeakuWoHHas cMeChb CHOBa
nepemellmBanacs B TedeHue 1 uJ, 3aTem
Jobaenanocs 40 M sTunauyetata  C
nocnegywuwim pgobaeneHwem 25 mn 3 M
BoOHOroO pactsopa bucynsduta Hatpua. CMeck
BLICTPO NepemellnBanack B TedeHue 20 MWH,
3aTeM K nonyyawwedAcs B peaynbTarte
CUMHe-3eneHolW smynecun gobaenanoce 50 mn
1M BOAHOrO pacTeopa uuTpaTa HaTpus. CMech
nepemellMBanact B Te4eHWe AOMONHUTENBHLIX
20 MWH, 3aTeM opraHWyeckKnid cnoil otgenancs,
BOOHBIA CNoR sKeTparvpoeanca 25 mn/mu
sTunaueTara. OpraHundeckue SKCTPAKTHI
oBbeJUHANNCE, CYLUMMNUCE (CYNbhaToM MarHig)
W KOHUESHTPUPOBANWCL B BaKyyme, JaBas Macno.
HeouunweHHoe Macno ouMLLAanocs € NOMOLLEHD
MTHOBEHHOR XpomMarorpadg (MepK KpemMHe3eMm,
15x3 oM, 1:1 sTunaueTtat/neTponerHeIA achup),
paeas 247 wr (0,42 mmons, 49%) uenesoro
okcazona B Buae GecuBeTHoro macna.

F.

[18-{1 o, 2030d)]-N-(4-LinknorekcunOy Tin)-2-[2
-[[3-[2-[[{1,1,-aumeTUNaTUN)An- EeHUNCUNUm]
okcu]aTun]deHnn]veTun]-7-okcabuumkno[2,2,1]r
enT-3-unj-4-okcaaonkapbo- Keug,

Pacteop 240 kr (0,40 mmona) okcasona
vqacth 1 wm 34 wmr (0,81 mmons, Aldrich)
MOHOrMgparta rMapookuck rnutua B 5 mn 4:1
Tre/Boga  nepemewveancd  GbicTpo  npwu
KOMHaTHOA TewmnepaType B TedeHuWe 1.5 .
PeakunoHHaa cmeck nogkucnanacs 2 mn 1 M
BogHoro pacTteopa HCI, 3atem poGaeBnsanace K
20 mn Bogbl W sKkcTparkpoBanack Asyma 210 mn
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nopunsmu  sTunaudetata.  OpraHudeckve
3KCTPaKThI 00beANHANKCE, CYLUWNKUCE
{cynbhaToM MarHWd) M KOHLEeHTPUPOBRAanuCHL B
BaKyyme, JaBas HeOYWLLEHHYID KMCNOTY B BUAae
mMacna. Kucrnota conwobunuaspoBanacs B
TONyone W KOHUeHTpupoBanach B BaKyyMe Ans
yaaneHus octaToqHoW Boapl. K nonyudarowemy
Macny JoGaBnANock S MM BEICYLWEHHOMo Ha cuTe
tonyona (Burdick and Jackson) Hefonblias
kanng OM®, saTem No Kannam nNpu KOMHAaTHOMA
Temneparype 50 mkn (0,52 mmona, Aldrich)
oKkcanunxnopuaa. PeakuynoHHass  cmech
nepemellMBanact B TeuyeHWe 1 4, 3aTem
KOHUEeHTpUpOBanacs B Bakyyme, fasasd
HeOUMLEeHHEIR XNopaHrnpyWa KUCIoTH B BUAE
mMacna. K pacTBopy HeouULLEeHHOro Xnopruapuia
KmenoTel B & mMn cyxoro TId (neperHaHHoro wma
cMecKH  KanuwiA/G6eHsoeHoH),  oXnax4eHHOMy
Ao 0o nofasnsnocs 95 wmr {0,50 mmons)
xnoprugpara uuknorekcunbytunamMmMHa, 3aTem
170 MKkn (1,2 MMONA, NeperHaHHOro KUa rnapuaa
KanbUWA)TpUaTUNaMmMHa. PeakuMcHHas CMech
nepemelLmBanacs B TedeHue 1 uJ, 3aTem
ooGaenanace K 20 mn 1 M BogHoroe pacTBopa
HCl wn skcTparvpoeanacs pfeyma 20 wn
nopunsamMu  sTUnaudetata.  OpraHudeckue
SKCTPaKThI 00BbeWHANNKCE, CYLUWNKUCE
{cynbhaToM MarHWd) U KOHLEHTPUPORANACH B
BakyyMme, AdaBas Macno. Macno ouvanock ¢
NOMOLLBK MFHOBEHHOR Xpomatorpacunimn (Mepk
KpemMHesemM WK ABYOKUCH KpemHusa, 20x3, 2:3
atunauerart/neTponerHeld apup), Aasaa 238 Mr
(0,33 mmonsa, 83%) UeneBoro okcasona B Buae
BecLBeeTHOro Macna.

K.

18-(1 a203 @4 o)]-3-[[3-[4-[(LUmknorekcnbyTtin
namMuHokapBoHWN]-2-0kcas3o- nunj-7-
okcabuunkno[2,2,1]renT-2-uniMeTun]eeHsonykcy
CHas KUcnoTa.

K pacteopy 235 mr (0,33 mMmonsa) okcasona
M3 vacth J B 75 wMn 2.1 cmecwu
aueToOHUTpU/MeTUNeHxnopug gobasnanoce npu
KOMHaTHOW Temnepatype 0,35 mn 48% -Hol
BOOHOW chTOopUCcTOBOACPOAHON KCNOTHI.
PeakunoHHas CMecb MepeMellvBanace B
TeuyeHwe 2 4, 3aTem pgobasnsnacs K 20 mn
HackILLEeHHOro BoAHOro pacTeopa OukapboHaTta
HaTpUs U SKCTparvpoBanace 20 MN aTunaueraTa
n 20 mn  metuneHxnopuga. OpraHudeckue
SKCTPaKThI o0beanHANKUCs, GYLUNNWCE
{cynbhaToM MarHWa) M KOHLEeHTPUPORanuCEL B
Bakyyme, AaBas Macno. Macno ouvwanocs ¢
NOMOLLEID MrHOBEHHCH Xpomatorpadmn (Mepk
OBYOKUCE KpemHWA, 15x3 oM, sTunauerar),
naeasa 147 mr (0,31 mmons, 94%) cnupta B BUAe
Senoro TBepdoro sewecrtea.

K pacteopy 135 mr (0,28 mmons) cnupra,
nonydeHHoro Belle, B 5 MM aueToHa npu
KOMHaTHOW TemnepaType pobaenanoce 0,35 Mn
26 M B Cr+6, Fiesre and Fieser, T. 1, c.
142) peaxktvBa [xKoHca. PeakuwoHHas cMecb
nepemellMBanact B TeueHWe 45 MWH, 3aTem
racunuch HECKONEKUMMK Kannamm
naonponunoeero cnupra. Cnycta 15 MMH
pobaenanoce 20 MR sTUnauyetata  ©
nocnegywowmm pgobaesneHmem 20 wmn 3 M
BOOHOrO pacteopa, Bucyneduta Hatpua. CMech
nepemMelLneanace BLICTPO B TeueHue 15 MUH,
3aTeM opraHuYecKWid crnoil oTaensanca, a BoAHbIR
croi skcTparvpoBancs 20 MN MeTUneHxnopuaa.
OpraHudeckne  akcTpakTbl  06beAWHANKCH,
CYLUMNUCH {cynbchaTom MarHums) "
KOHUEHTpUpOBanMce B Bakyyme Ao obbema
npumepHo 10 mn. lMonyyawlwuiAca pacTeop
oxnaxaancs Ao 0° n oBpabaTtsbiBancs U3BbITKoM
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achMpHOro AMas’cmeTtaHa (40 TeX nop, noka He
YCTAHOBUTCH XKenTaa okpacka). MabbITouHbIA
AVa3oMeTaH racunca  neasHol  yKCYCHOW
KACMOTOW, WM pacTBOP KOHLEHTpWpoBancs B
BaKyyMme, fdaBasi Macno. Macno ouvanock ¢
NMOMOLLEK MIHOBEHHOW Xpomatorpadgun (Mepk
ABYOKMCb  KpemHmd, 15x1.5 om, 3. 2
aTUnaueTart/nNeTponerHeld acup), gaBaa 63 Mr
(0,12 wmmona, 43% ) wmeTunosBoro sdupa
YKa3aHHOA B 3aroTCBKE KUCMCTHI B BUae Genoi
NeHbl.

PactBop 60 mr (0,12 mMmong) cnomxHOro
meTunoeero acmpa u 20 mr (0,48 mmons,
Aldrich) moHornapata rugpocKUcK nuTna B 2.5
mMn cmeckn 4:1 Trd/Boga nepemMelmsanack npu
KOMHATHOR TemnepaTtype B TeYeHWe 3 4acoB.
PeakunoHHas  cmecbk  MoAkucnsanach
JobaeneHnem 1 Mn 1 M BogHoro pacteopa HCI,
3aTeM pacnpedendnace Mexgy 20 MmN
sTunayetata v 20 mn Bofabl. OpraHnyeck1ii cnoi
OTAENSANCH, CyLWMnes (CynethatoMm MarHus) i
KOHUEHTpUpOBanca B Bakyyme, JaBaa 58 wr
(0,58 mmona, 100% w13 cnoXHoOrc MeTUnoBOro
achupa) UeneBod KACNOTbl B BWOe TBEPAOH
6enol neHebl.

WK (KBr): 3409 (wwpokwid), 2923, 1712,
1649, 1604, 1513 cm™".

YacTuuHelid 270 My H amp (CDClg)s:
220 (m. 1H), 240 (r. J 10, 1H), 2,62 (m.
1H), 3,32 (4. J 9, 1H), 3,36 (M. 2H), 3,56
(c. 2H), 4,39 (g. J 4, 1H), 490 (g J 4,
1H), 6,90-7,30 (M. 4H), 8,04 (c. TH).

67,5 My 13C AMP (CDCla)s: 24,2, 263,
26,7, 290, 29,7, 298, 33,3, 359, 370,
37,5, 392, 41,7, 46,6, 50,6, 79,2, 799,
1272, 1273, 1286, 1297, 1339, 1357,
140,0, 140,8, 161,0, 163,9, 175,0.

MC (CIY: 495 (M + H*

TCX: Pflcunukarens, 1: 9
meTaHon{MeTuneHxnopung) 0,38, Monuéaart
aMMoHKUA/CynbdaT Lepua n YO.

AHanmna ans CogHagNoOg:

BbluvcneHo: 70,42; H 7,74; N 5,67.

HangeHo: C 70,54; H 7,78; N 5 57.

M o} % M e P 4.
[1S-(1 w203  da  )]-2-[[3-[4-[[{(4-Unknorekcn
OyTun)amuHo] -kapboHun]-2-Tuazonun]-7-
okcabuuwkno[2,2,1]renT-2-un]meTun]6eHzonnpon
aHoBas KucreTa.

A
[18-{1 &, 20,3 a4 «)]-2-[[3-(AMUHOKapPBOHKN)-7 -
okcabuuwkno-[2,2,1]renT-2-unmeTunn]
OeHsonnponaHoBas KWCNoTa, MeTUNoBbIA 3dup.

K pacTBOpy KMCNoTHl 13 YacTh E npumepa 2
(9,13 mMmong) B cyxom BeHsone (100 mn)
JobapnaeTcs NO KannaM Ha NPOTAKEHWK
10-MuHyTHOrO nepuoga okcanunxnopug (0,96
mn, 11 mmonei). [locne nepemellnBaHWA B
TeUeHWMe 5 Y peakyuMoHHas  CMechb
KOHUEHTPUpYeTca B BakyyMe, pacTBOpsieTcs B
cyxom TI® (10 mn) 1 gobaenaetca No Kannam
Ha NPOTAXEHWM 5-MUHYTHOro nepuoga k 0 °C
pacTBOpY  KOHUESHTPUPOBAHHOA  rMAPOOKUGH
amMmmeoHMa (3 mn) B TIe (100 mn). PeakynoHHas
CMecb 3areM KOHLEeHTPUPYeTCH B BaKyyme.
Ocrarc4yHoe TBEpAce BELLEeCTBO
pacnpegenserca mexay stunaverarom (150 mn)
u 0,25 M kapboHara kanua (25 mn). BogHolA
CMoW aKkcTparupyetca stunageratoMm (25 mn).
Ob6beanHeHHbIe OpraHWYeckue CrNoM cyluatcs
(cynbhaTom HaTpUA) W KOHUEHTPUPYIOTCA B
Bakyyme. OGTaToK CycrneHAMpYeTca B KUMALLEM
ansTunoeom  adhunpe (100 mn). 3tunauetaTr
(npubnuamtensHo 10 mn) pobaendetcs aons
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nonyyeHns pacteopa. CMeck KOHUeHTpupyeTcs
Ao npubnuantencHo 50 Mn Ha napoBoi Gane,
oxnaxgaeTcs OO0 KOMHATHOW TemnepaTyphbl,

NpCCcenBaeTcs M OXNaXaaeTCs Ha NPOTHKEHWN
HouW. LleneBo amua nonyyaetcs nyTem

DUNBTPOBAHKA.

B. [1S-(1a, 2q, 3,
4 «)]-2-[[3-(AMUHOTUOKaAPEOHUN)-7 -OKcab UL uno[
2,21] rent-2-un] wmetwn] 6GeHsonnponaHoBas
KUCIoTa, MEeTUIOBbIA adbup.

K 60°C pacTeopy aMuhga W3 vactih A (0,999
mMons) B cyxom tonyone (10 mn) nobasnaertcd
peareHT Lawesson's (222 wmr, 0,55 mmons).
PeakuMoHHas cMechb nNepemMellVBasTCA MNpPU
60 °C B TeueHMe 30 mMuH, pasbaenseTtca
anatvnoBeiM achupom (B0 mn), npomMbiBaeTCA
HanoONoOBWHY  HacbilleHHBIM  BukapboHaToM
HaTpua (2x5 mn). OpraHWYeCcKMiA CNor cyLunTCA
{cynbhatom HaTpuA) WM KOHUEHTPUpYeTcs B
Bakyyme. OcTaToK nponyckasTcs  depe3s
KOPOTKyH) [BYOKMCHOKPEMHUEBYKD Mpobky ¢
CNONb30BaHWEM 50% CMecH
sTUnaueTaT/rekcaHbl, faBas LeneBod Tuoamna.

C.

[18-(1 &, 20,30, 4a)]-2-[[3-(4-Kapboken-2-Tna3o
nun)-7-okcabuwyunkno(2,2,1]  rent-2-  unjmetun]
Be3H30oNNpPoNaHoBas  KACMOTa, METWUNOBLIA
achup.

K pactBopy Tuoammga w3 dactm B (1,41
MMOMH) M NOPOLLIKOOBpa3Horo kapboHarta Kkanus
{390 wmr, 2,82 mmonda) B cyxom AMP (10 mn)
nobapnaetcs  HECKOMBKAMKM  NOPUMAMEA
BpoMnUpoBKMHOrpagHasa kicnoTa (cogepwut 0,4
MMons Bodbl/Mone Gpomkmcnotel, 295 kr, 1,69
MMONS). PeaKkyWOHHOR CMEeCcH Jawr
BO3MOXHOCTE NepeMelLnBaTECA NpU KOMHATHOMA
Temnepartype B Tedenue 30 mMuH. [ocne gaHHoro

nepwona BpeMeHH JoGaenaetcs
JononHuTensHas  nopuua 295 wMr
BpoMNMpoBUHOIPagHOM KNCNoTHI. Mocne

JononHuTensHoro 1 4 pactBopUTEnb yoanseTca
B Bakyyme HUxe 30°C. QOcrartok
cycneHaupyeTcs,  pacTBopsaeTcs B
meTuneHxnopuae (10 wmn). Hobaengaercs
TpueTunamuH (0,59 mn, 4,2 wmMmong) ¢
nocnegywwwmM  gobasneHneM Mo Kannam
MeTaHcynbdoHnnxnopuga (0,33 mMn, 4,2 mmMons).
Mocne nepemellnBaHWa B TedeHWe S MWH
peakuoHHasa cMeck pasbaBnaeTca QUsTUNOBLIM
acoupom (40 mn). OpraHWYeckUA  Crioi
akcTparvpyetcda 0,5 M kapboraTtom kanma (9x10
wmn). O0bedMHeHHble BOAHbIE CMNOW ACBOAATCA
go pH 15 ¢ nomowsww 6 H. HClI w
FKCTPATMPYKTCH OUSTWNOBLIM  ahmpomM  (6x25
mn). [daHHele ©O0bedMHeHHble opraHudeckme
cnovn cywarca (cynbcbatoMm  Hatpua) W
KOHUEHTPUPYIOTCA B Bakyyme.

D.

[18-(1 &, 20,30, 4c)]-2-[[3-[4-[[(4-Linknorekcun
SyTUNaMUHOIKapboOHKMN]-2-Tua-3onun  -7-
okcabuunknol2,2,1]
renT-2-un-metun]beH3onnponaHoBas  KMcnora,
METUMOBLIA 9hUp.

K pactBopy kucnotol w3 qactm C (0,120
MMond) B cyxom OM® (1 mn) poGasnsaercs
1,1-kapborunguumnaazon (20,3 wr, 0,125
MMons). PeakuWoHHYlD CMEeChb OCTaBNAKT
nepeMelLMBateCqd B TedeHne 1 4. 3arem
pobaenaetcd  pacTBop  Xnoprugpara
{umknorekcunoyTun)-amuHa (234 wmr, 0,131
Mmons) u TpuatunamuHa (0,020 mn, 0,14 mmonsa)
B cyxom OMP (0,5 mn). PeakyvoHHas cMecCh
nepeMelLMBaeTcad B TedeHWe 1 U H
KOHLUeHTpUpyeTca AnA yaaneHus M. Ocrartok
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bepetca B gnatunoselid scoup (20 mn) n 0.6 H.
HCI (5 mn). OpraHuueckuiA crioid cyLunTes
(cynshatom HATPUHA) W KOHLUEHTPUPYETCHA B
BaKyyMe. MonyqeHHsIA mMaTepuan
Xpomarorpadupyetca  (OBYOKACL KpemHUs,

aTvnauertar/rekcaHsl), JaBad LeneBor CrnoxHbIA

achunp.
E

[18-(1 &.203 w4 ))-2-[[3-4-[[(4-LUmnknorekcnunt
yTun)-aMmuwHolkap&oHun]-2-Tn-azonunl-7-
okcabuunkno[2,2 1]renT-2-un]metun]6eHzonnpon
aHoBas KucnoTa.

K pacTBopy amuaa 13 4actu D B meTaHone (1
mn) pobaenfetcs 2 H. KOH (0,3 mn).
PeakunoHHas cMecb MNepemellnBaseTcs B
TevyeHwe 2 4. [lobasngaeTtca gononHuTensHas 0,3
mn nopuua KOH. MNocne gcnonHUTensHoro 1 Y
peakUuMOHHAs CMecb KOHLUEeHTpUpyeTcs Ons
yaaneHus metaHona. OcTartoK pacTBopseTcs B
eoge (1 mn) u 1 H HCI gobaengetca ansa
aoBefeHua pH do 2. CMmechk akcTparupyerca
XNOPUCTEIM MeTuneHom (3x5 mn). OpraHudeckue
obbeguHeHHble cnon  cywartca  (Na 250y),
KOHUSHTPUPYIOTCA B Bakyyme, JaBas LeneBoe
coeauHeHne.

M o] [ M e P 5.
[18-(1 &, 203,40 )]-2-[[3-[4-[[(4-UMKNOreKeun
OyTun)-ammHokapBoH-mn] -1H-nMmMaason-2-un]
-7-okcabuunkno-[2,2,1rent-2-unj-meTun]teHson
npcnaHoBas KUCNoTa.

A MeTtunoBbli achup
[18-(1 &, 20, 3,4 0)]-2-[[3-umaHo-T7-okcabuLrkno
[2,2,1] renT-2-unlmetun]-6eHaonnp  onaHoBCH
KWCNOTHI.

PeareHT Bunbcmeiiepa nNpUrotTaBnyMBaeTcs
nytem gobaeneHus okcanunxnopuga (1 mmons)
K aUueToOHUTpUrsHOMY pacTeopy AM® (1 mmons)
npu 0°C. K peareHty fobasnaeTcs amuz, YacTtu
A npumepa 4 (1 wmmons). Cnycta 45 MuH
AobasnaeTca NMPUAMH (2 MMona). PeakunoHHas
CMECb 3aTeMm pa3fensdeTca Ha 4YacTh Mexay
AnatunoBeim acompom 1 1 H. HCI. LenesoiA
HATPUN BLIZENAETCA C MNOMOLWGLKD CYLIKA W
KOHUEHTPMPOBaHWA opraHudeckoil tasbl.

B. Conb MeTunoBoro sdwupa congHon
KWCMOTHI
[18-{1 &, 20300, 4cx)]-2-[[3-(AMHUHOMETOKCHUMETIAN)-
7-okcabuumkno-[2,2,1] rent-2-unj MeTnN]
6eH30J‘II‘IpOI‘IaHOBOI71 KWCNOThI.

[asoobpasHas HClI 6GapboTupoBanack B
pacTBOp HATpKUNA YacTh A npy 0°C (1 MMone) K
meTaHona (2 Mmons) B AMsTWUnoBomM scupe (10
Mn) B TeueHue 5 mWH. CMmechk ocTaBnanach
cTOATE Npu O °C B TedeHWe 7 OHed W 3ateM
KOHUEHTpUpoBanach, haBas Leneeoe
coefuHeHne.

C. Metunoebld asdup [1S-(1a, 20, 3o,
4 o)]-2-[[3-[meToken]2-oKkeo-2-]12-(TpUMeTUncyn
WIN)STOKCH] -aTKnN] " MUHO]
mMeTun]-7-okcabuunkno-[2,2,1]rent-2-1un]
MeTun]6eH3oNnNpPonaHoBoOR KUCNOTEI.

VIMUHO3bMp  |acTK B 1 MMOns)
cycneHgupyetca B 10 mn TTd  w
nepemMellMBaeTCA ¢ MULMHOM, TMAPOXNOPUAHOR
CONGK 2-(TPUMETUNCUNN)-3TUNOBOrO acbupa (2
MMONH) U TPUITUNAMMHOM (2 Mmongd). Cnyeta 1
Y OpraHUYecKMA CNor palbaBnanca OUSTUNOBLIM
achupomM, npomblBanca pacteopom NaHCO 3,
CYLUMMNCH U KOHLUEHTPUPORAancs, Aasas LeneBoi
CNOXHBIA 3P, KOTOPBIA WCNONL3oBaNcs Ans
nocneaywLei cTaguu.

D. MoHokanueeas cofnb METUNOBOTO sghupa
[1S-{1e, 2,3,
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4 o)]-2-[[3-[[[1-(rnapOKCMETUNEH)-2-0KCo-2]
2-(TprUMeTUncHnnm)- 3TOKCH] aTHN]
WMWHO]METOKCUMETUN]-7-oKkcabuyukno[2,2, 1]renT
-2-unimetnn]-6eH3onnpo-nNaHoBol  KWCMOThI.

K pacTteopy kanua (2 mmonda) npu 0 °C
JobaenaeTtca No Kannsm pacTeop sTUndopmara
{4 Mmmond) U cnoxXHblid achnp YacT C (1 MMONE).
Cnycta 3 4 KanuMAHag conkb cobupanace

hUNETPOBAHUEM " HemeaneHHo
MCNonb3oBanacs And nocnenyiowel cragun.
E MeTtunoBbli achup

[18-(1 &, 20,30, 4a)]-2-[[3-[4-[[2-(TpumeTnCKn
AN)STOKCH] KapBoHWn] -1H-nmmngason-2-
un]-7-okcabuyukno-[2.2 1]renT-2-un]meTnn]6eHs
ONMpONaHOBOA KACNOTEI.

CNOXHBIA acup yacTu D pacTBOpAeTCcA B
KOHLEHTPUPOBaAHHOM amMmmuake. Cnycta 3 u
pacTBOp MNpoAyRaeTcs a30oToOM Ans yAaneHus
130bITKA aMMMaKa, M OCTaToOK HedTpanuayertcd 1
H. HCI. Cmechk IKCTparnpyetcy
METUNEHXTNOPUAOM. OpraHuueckue crnowu
KOHLEHTPUPYIOTCA B Bakyyme, JaBad nocne
CYLLUKK LeneBol UMKAa30-.

F.[18-(1e,

2 30,4 o)-2-[[3-(4-Kapbokeu-1 H-umugason-2-un
)-7-oKkcabuunkne[2,2,1]renT-2-un)
MeTun]BbeH3onnponaHoBag KUCNoTa, MeTUNOBLIA
achunp.

K pactBopy wmwgasona w3 yvacth E (1
mMonb) B TM® (10 mn) poBasnaetca 1,1 mn 1 M
chropucTore TeTpa-H-BytunammoHua (B TIP).
Mocne nepemewuWBaHns B TeudeHue 1 9
peakuMoHHas CMeCb  KOHLEeHTpupyeTcs,
pasbaenaeTcs BOACH, goBoguTea 4o pH 7 ¢
nomowswy 1 H. HCI WM askcTparnpyertcd

METUNEHXTOPUAOM. OpraHuueckmia CNOWA
KOHLUEHTpUpYeTca, JaBasa nocne CyLIKW Lenesyto
KUCMoTyY.

G

[18-(1 &, 20, 30,4 a)]-2-[3-[[{(4-Lmnknorekcmnby T
nmamuHol-kapboHun]-1H-umuaa- aon-2-unj
-7-okcabuuukno[2,2,1]renT-2-unjMetTun]oeHaonn
ponaHoBas KUCMOoTa, METUMOBRbLIA 3coup.

K nepemewmrBaemMor cmecn 1,0 mmonsa
kucnotel U3 vactn F, 1,0 mmong xnoprugpata
4-ymknorekcunbyTrnnaMmmHa, 1,0 MMONSA
1-rmgpokcbeHaoTpmasona B8 10 MM Cyxoro
anmetunndgopmammnia B aTMocdepe aproHa npu
0°C pobaensetcs Tpuatunamud (1,5 mmons).
Cwmect nepemelunBaetca npu 0°C B teveHwme 10
MWH, B TeueHWe KoTopblX Jobaengaercs
Xnoprugpar
1-(3-BUMETUNAMUHONPOMNUN)-3-STUNKaPBO4NUMU
ga (1 mMmone). PeakumoHHas  cMechb
nepemelLMBaeTcsa Npu 23 °C B TedeHWe 24 4 ©
KOHUeHTpUpyeTcA B Bakyyme. OcrtaTtok
pacTBopseTcH B aTUNauetare W NpombiBasTed
HacbIWeHHLIM BKMKapboHaTOM HATPKUS, CYLLUMTCH
{cynbpatom  marHug), UnsTpyetca  wu
KOHUEHTPUpYeTCA B Bakyyme, AdaBas UENneBoR
amMua.

H.

[18-(1 &, 20304 )]-2-[[3-[4-[[{4-Unknorekcnnd
yTun)ammHol-kapbonun]-1H- nmmpason-2-unj -7-
okeHBULKMKNO[2,2,1]renT-2-uniMeTun]GenHsonnpon
aHoBas Kucnora.

K pactBOopy ammaa m3 yacth G (1 Mmons) B
10 MmN meTaHona gobasnaeTtca 2 mMn 2 H. KOH.
Mocrne nepemellnBaHMs B TedeHue 4
peakyMoHHaa CMeCk KOHUEeHTpUpyeTcs And
yaaneHus meTtaHona. Octartok pasbaenseTca
BOOOW W aoBoautcea Ao pH 2 ¢ nomowso 1 H.
HCI. Cwmeck KOHUEHTpUpyeTcda, Teepdoe
BeLLeCcTBO sKCTparmpyeTtcs B MeTaHon. MetaHon
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KOHLEHTPUPYETCH, OCTaTOK SKCTparnpyercs
CMECHIO 51 xnopoopM/MeTaHomn.
OpraHnyeckne BelleCcTBa KOHLUEHTPWRYHOTCH,
[aBas  HEOMMLLEHHYH LENeByl  KWCMoTy,
KoTCpas MOXeT o4ullathecq ¢ MNOMOLLLK
Xpomatorpadhuin  Ha OBYOKWUCKM  KPEMHWA C
MCNOMNBb30BaHUEM CMECHK
aTunaueTat/NupuagnH/yKcycHasa Kucrnota/Boga.

Mpwmwme p 6 [181e2a3cda )]
2-3[3-[4-[[(4-Uwvknorekcnnoytnn)ammHo] kapbo-
HUN]-2-oKcasonun]-7-  okcabuuuknop2,2,1]
rent-2-un)-M-(cpeHuncynsoHmn)teHsonnpo-n1uo
HamKna.

K nepemelivBaeMOi cmecw XxnoprugpaTta
1-(3-BUMETUNAMUHONPOMNUM)-3-3TUNKAPR6O-aKrKM
noa (1,0 Mmone) v 4-gUMeTUnamuHonMpranHa
(1,0 mmons) B 8 ™Mn  aumetTundopmamMmuga
aobaengaetcd 1,0 mmons 6eHsoncynshoHaMuaa
n 2,0 MMonda TpWaTWNamMmuHa C Nocrneyowm
AoBasneHrem 1,0 mmona UeNeBOW KUCNOThl 13
npumepa 1. aHHasd cMeck nepemellnBasTcs
NpWM KOMHATHOR TeMnepaTtype B TeveHue 48 4 1
KOHUEeHTpUpyeTca B Bakyyme.  Ocratok
pacnpegenaeTcq Mexay BoAoR U STUnaLeTaTom.
BoaHbI cnoi NogKMCnAeTcs M SKeTparvpyeTcs
atunayeratom. O6beanHEHHbIE 3TUNaLEeTaTHbIE
CroW KOHUEHTPUPYKOTCA B Bakyyme, [OaBasd
Lenesol cynbdoHamug,

M o] 4 M e p 7.
[18-(1 e203ad «)]-3-[[3-[4-[[(4-XnopdeHun)ByT
mnjamuHe]-kapbo- Hikn) -2-0Kca3onun]
-7-okcabuumkno([2,2, 1]renT-2-un]MeTun-6eH3oMH
as kicrora.

A. 3-bpombeHaonmeTaHon.

K pacteopy 50,0 r (0,25 mmong, Aldrich)
3-6pombeHaoiiHoi Kkucnotel B 100 MmN cyxoro
TeTparngpodypana (Trd), oxnaxoeHHoOMy 00
0 °C, pobaengetca meaneHHo 100 mn (1,0 M, B
Tro, 100 MMONeMn, Aldrich)
DbopaHTeTparngpodypaHoBOro  KoMmMnekca.
PeakuWoHHas cMeck NepemMeluneaeTtcs npy 0°C
B TeyeHWe 1 d, 3aTeM [MpUM  KOMHATHOH
Temneparype B TedeHue 18 4. PeakymoHHas
CMech racutcs JobaeneHWemM no Kannsam sodbl,
3aTeM KOHUeHTpupyeTcAa B Bakyyme Ansd
yaaneHus pacTeopuUTEns. OcTartoK
pacnpegenaeTcq Mexay AU3TUMNOBLIM SPUPOM K
1 M BogHoli HCI.  OpraHudeckdin  cnoi
oThoensgetcq, npombieaetcd 1 M BogHoR
rMMOPOCOKACEID HaTpWA, BoneBblM  PACTBOPOM,

cyLlmTcA (cynbhaTtom MarHms) "
KOHUEHTpUpYeTcs B Bakyyme, Aasas Lenegoe
coenuHEHne.

B

3-bpom-1-[[[aumeTnn(1,1,2-TpUMeTUNNPONNN)CU
nunjokcu]-metun]deHson.

K pacteopy 252 r (135 wmmonei)
HEQUULLEHHOMO CNMpTa U3 YacTu A M 24,1 1 (135
mmonein, Petrarch
ToUMeTUNNponUNagMMeTunxnopcunada s 200 mn
CYXOro MeTuneHxnopuaa (NeperHaHHoro M3
naTnokMcKn  cpocchopa) gobaBngetcs  npu
KoMHaTHOA Temnepatype 20 mn (143 mMmons,
neperHaHHoro M3 rmapuaa KanbLws)
TpuaTunamwmHa, 3atem 200 mr (1,64 mmons,
Aldrich) 4-gumeTunamuHonnpuguHa.
PeakunoHHas cMecb nepemellVBasTC MNpu
KOMHaTHOW Temnepartype B TedeHWe 18 MUH.
Monyyawwwica wnam pastaengserca 100 mn
rekcaHa, oxnaxgaetca gdo 0 °C  npu
nepemelmBaHMM B TedeHne 15 MuH, 3aTem
duneTpyeTes  AnNA ydaneHus  TBepAcoro
Xxnoprugpara TRUSTUNAMUHA. $duneTpaT
KOHUEHTpUpYeTcs B Bakyyme, JaBas Macno.
HeouuweHHoe Macnc o4YMWAeTcs ¢ NOMOLLEHD
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MITHOBEHHOK Xpomarorpacmnn (Mepk OBYOKUCH
erMHMH), dasad uernepoe coedUHEeHNe.

C. [18-(1a,

2 o, 3a.4 o)]-[3-[[(BumeTuncunnn-(1,2-TpumeTtn
nponunjokcuimetun]de- Hunl-7-
okcabuuwknop[2,2,1]rentaH-2,3-gumeTaHon.

K pacteopy 4,61 r (14,0 mmonei)
coednHeHMda Kn3a dacth B B 30 mn cyxoro
ANSTUNOBOIO adhnpa (NeperHaHHoro U3 Ketuna),
oxnaxgeHHoMy o -100°C, poGaensetcs no
kannam 15 Mn (1,7 M B neHTaHe, 25 MMonen,
Aldrich) pactBopa TperT-GyTunnutva  Ha
npotaxeHns 15 MWH. PeakuyMoHHas cmeck
nepemMelLmBasTca npy -100°C B TeueHue 15 4,
aatfem npu 0°C B TeyeHume 15 MWH.
Mony4awwuica pacTBOR aHWOHA MOBTOPRHO
oxnaxpgaeTtcs Ao -78°C, 3atem BBoaMTca 30 Mn
cyxoro TI® (neperHaHHoro w3 ketuna) ¢
nocnegyoLwmm GLICTPbIM pobaeneHuem
pacTeopa 875 wmr (561 mmond) [3aR-(3a «,
4 B7p 7aun )]-oktarngpo-4,7-
anokcunaobeHaodypan-1-ona 8 10 mn Trée.
PeakunoHHasa cMeck noporpesaetcd o 0 °C,
nepemelLMBaeTcsa B TedeHwe 1 4, racutca 5
MIN/MK BOOEI, 3aTeM pacnpenensetca mexay 100
Mn BoAbl U 25 mn stunauertar. OpraHn-4ecknia
crno otaenaeTtcs, BOOHLIA CNOR skcTparmpyeTca
JononHWTeneHeiMKM 25  MN sTWNauerara.
OpraHudeckue skcTpakTel oBbeanHATCS,
cywarca (cynedhaTtom MarHus) [
KOHLEHTPUPYIOTCA B Bakyyme, daBas Macno.
HeouunweHHoe Macnc ouMwaeTcs G NOMOLLEHO
MITHOBEHHOR Xpomarorpacn (Mepk ABYOKWUCH
KpeMHWA), AaBad UeneBble AnacTepeoMepHble
CNUpThI.

D.

[18-(1 &, 20,304 ¢ )]-[3-[[[AnmeTrncunun(i, 1,2
-TRUMETUNNPONUN)OKCUIMETWUN] heHun]-7-
okcabuuwkno[2,2,1]rentan-2,3-guMeTraHon,
Juauerar.

Pacteop 2,20 r (541 mMmmona) gvona U3
dqacth C w1 50 mr (0,41 mmons, Aldrich)
4-aumeTnamuHonupuanHa B 10 mn cmecwk 1:1
YKCYCHBIA arrMapua/npuanH nepemellmMsaseTcs
NpW KOMHATHOW TemnepaType B TeusHWe 6 u.
PeaKkuMOHHaaA CMecb KOHUEHTpUMpyeTca B
BaKyyMe, W ocTaToK pacnpeaensetca mexay 25
Mn stunauerara 1 25 mn 1 M BogHoi HCI
OpraHn4ecknin CNo oTaenaeTcs, NPoOMLIBaETCA
25 mn-mm 1 M BOAHOW TMOPOOKACKA HaTPWA,
cyLmTea (cynedhatom MarHus) [
KOHLEHTpUpYeTCca B BakyyMe, JaBas Ha3BaHHoe
B 3aronoBke coejHeHWe.

E.

[1S-(1 &, 203ada )]-3-[rnapoken[3-(rnapokcumMeT
Wun)-7-okcabnuknol2,2,1] renT-2-un]
MeTun]beHsonHaa KUcnoTa, MeTUNoBbIA adup.

K pacteopy 1,10 r (2,24 mmongd) Analerara
dacth D B 15 Mn aueToHa, oxnawaeHHOMY 00
0 °C, poGaensetca GoicTpo 3,3 mn (2,6 M B
Cr *®, oTHocuTensHo nonyueHws cmotpu Fieser
n Fieser, "Reagents for Organic Synthesis"
T. 1, ¢. 142) peaktuBa [KoHca. PeakuMoHHadA
CMEeCh NepeMellMBaeTGs B TeveHue 2 Y, racutcs
noGaeneHuem 1 MM M3cnponaHona U
nepeMelLMBasTcs B TeYeHWe AONOMHUTENBHbIX
30 muHyT. [Monydvaowmiics B pesynsrtare
3eneHbulid wnam  chuneTpyetca  udepea
DUNBTPOBanbHOE  cpeaCcTBo W3 Llenwta.
$dunbTpaT KOHUEHTpUPYEeTCcs B Bakyyme, W
ocTaToK pacnpefenserca Mexay 25 wMn
avetunoeoro auvpa KU 25 Mn BOAbI.
OpraHuyeckMin  crnod  oTgenderca U
KOHUEHTpUpyeTca B Bakyyme, Japas
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HEOYWLLIEHHYIO AWaleTaT-KUCNoTy B BWae macna.

PacTBop HEOUMLLEHHOW AlaueTaT-KUCNoTsl B
15 mn cmecn 2.1 1 M BogHaa NaOH/TT®
nepeMelLMBaeTCs NpKW KOMHATHOW TeMnepartype
B TeuyeHWe 90 MWH. PeakumoHHas cmech
OxXNaKaaeTCs Ha nefdHoW ©GaHe, pesko
oxnaxgaetcsa (racutcs) gobasneHmem 15 mn 1
M BogHoro pacteopa HCI, saTem skcTparnpyetcsa
ABymMA 25 mMn nopumsMuM OMSTUNOBOrO achupa.
OhrpHble  SKCTpaKkTel  oObEeaUHATCS,
NPOMBIBAIOTCA 25 MM-MW COMEeBOrc pactesopa W
KOHLEHTPUpYOTCH B Bakyyme, [fAaBas
HEOYWLLIEHHYIO [AWOIKICIOTY.

PacTeop HeOYULWEeHHOR AWCnKACNoTel B 10
Mn  OWSTUNOBOrO  sdpupa  obpabaTbiBaeTCH
sthvpHbIM - AMazomMeTaHoMm npyw  0°C,  3atem
KOHLEHTpUpyeTca B Bakyyme. Monyvaoleecs B
pesynesTare Macno OuYMWAEeTcd C NOMOLLBH
MITHOBEHHOW Xpomarorpacny (Mepk OBYyOKUCH
KpeMHWA), faBas LEeneBoe coefrHeHne,

F.

[18-{1 ca3ad e )]-3-[[3-(TMOpPOKCUMETIN)-T-OKC
abwyunino-[2,2,1]rent-2-un] metun] GeH3oiAHad
KUcnoTa, MeTUNoBbIA adup.

Cmeck 450 mr (1,54 mmons) guona Yacth E n
450 wmr 10% nannagueBoro Katanuvaatcopa Ha
yrne (Aldrich) 8 10 mMn negdHoW YKCYCHOR
KACMOTBHl  BCTpSAXWBaeTcA B  aTmocdepe
Bogopoda (50 dhyHT./kB.OtOMM, T.e. 3,515
Kricm 2) B TeueHMe 24 4. PeakyuMoHHad CMechb
duneTpyeTcs, U pUNLTPAT KOHUEHTPUPYETCH B
BakyyMe, [faeas macno. HeocuvleHHbIA
MaTtepuan C4ULLEeTes ¢ NOMOLLLIK MIHOBEHHON
Xpomartorpadpuie  (Mepk OBYOKWCE KpemHWA),
[aBas LeneBoi NpoayKT.

G.

[18-(1 2 o.3cde )]-3-[[3-kapbokcu-T7-okembuLm
kno[2,2,1]renT-2-unimetun] B6eHaoRAHas
KUCMoTa, MeTUNoBbIF 3up.

K pacteopy 45, mr (1,63 mmonsa) cnupta ns
JacTh F B 5 MmN aueToHa, OXnaxaeHHOMY A0
0 °C, pobaensetca OblcTpo 2,0 Mn (26 M B
Cr 6+) peareHta [XoHca. PeakuMoHHaa cMmech
NoAOrpeBaeTCcs [0 KOMHATHOW TemnepaTtyphl,
nepeMelLMBaseTCs B TedeHWe 2 Y, 3aTeM racurcs
pobasneHneM npuMepHo 1 MN K3onponaHona.
Cnycta 15 MWH, nonydawulascd 3eneHas
cycrneHana (wnam) unbTpyerca  Jepes
CpeacTeo na Lenuta. $uneTpaT
pacnpedenserca mexay 20 mn OnsTUNoBOro
achupa 1 20 wmn Bogbl. OpraHAJecKWA Croi
oTAenseTcsd, a BOAHLIA Cnol skcTparMpyeTcs
AOnonHuTenNbHbiMKM 20 MN AMSTUNOBCOIO 3chupa.
OdhUpHbIE SKCTpaKkThl 06bedunHAKTCA, cylaTtca
(cynbhatom MarHua) W KOHUEHTPURYIOTCH B
BaKyyMe, JaBas HEeOUMLWEHHYID LEeneBylo

KWCMOTY.
H.

[18-(1 a2a3ada )]-3-[[3-[[[1-(TnapokcumeTin)

-2-0KCO-2-](hEHNINTMETOKCN] aTHM] aMWHo]

kapBoHun]-7-okcabuumkno[2,2,1]-renT-2-nnjMeTi
n]6eH30MHas KMCNoTa, MeTUNOBbIA adup.

K pacteopy 447 mr (1,54 mmons) kMcnoTtel
dactk G B 10 mn cyxoro TI$ (neperHaHHOrO ma
KeTrna), oxnaxaeHHoMy fo 0°C, pobaensertcs
392 wmr (1,69 mmong, Curma) xnopruapara
BeHaunosorc asdupa cepuHa, 228 wr (1,69
MMONSA, Aldrich) rngpata
1-rmppokcnbensotpuasona n 530 wmkn (3,8
MMONA, MeperHaHHoOro W3 ruapuaoa Kanbuus)
TpWaTMNamMuHa. Cmeck nepemellMBaceTcd B
TedeHWe 5 MWH, 3atem gobasngertca B BUae
ogHoW nopuunn 348 wmr (1,69 mmonsd, Aldrich)
Anumknorekcunkapbogummaa.  PeakynoHHas
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cMech nepemellnBasTcs Npu 0°C B TeyeHMe 3
J, 3aTeM nogorpesaeTca A0 KOMHATHOM
TeMneparypel B TedeHuve 16 4. lNonyvalowaaca
cycrneHsna paataenaetcd 10 Mn aTMnauyerara,
oxnaxaaeTtca Ao 0°C B TeyeHWe 15 MUWH, 3aTem
duneTpyeTcsd. dunbTpaT KCoHUeHTpupyeTtcs B
BakyymMe, gJaBaf Macno. HeouMweHHbIA
mMaTepuan oYUWAsTCs © NOMOLLEK MIHOBEHHOR
xpomartorpacdum (Mepk LOBYOKWUCH KpemHWA),
0apad Lenesol CNOXHbIA achup.

l.

[18-(1 &, 20304 c )]-3-[[3-[4,5-Onrngpo-4-[(deH
UNMeToKCK)-kapboHWN]-2-okca-3onun]-7-
okcabuywkno[2,2,1]renT-2-un]-meTtun]oeHsolHana
KUCNOTa, METUIMOBBIA Shup.

K pacteopy 495 wmr (1,06 Mmona) CnoxXHOro
acbupa vactk H, 843 mr (3,10 mmons, Aldrich)
TpuchbeHundochuHa n 540 mkn (3,1 Mmona,
Aldrich) gumnaonponunatunammHa 8 6 mn 51
CMECH CYyXCW  aueTOHUTPWN/MeTUNeHXNnopua
nobaBnaetcd nNpu KOMHaATHOR TeMnepartype 300
MK (3.1 MMOTTS, Mallinckrodt)
YeThipexxnopucToro yrnepoga. PeakuvoHHas
CMEChb NepeMelLMBaeTcs B TeYeHne 2 4, 3aTem
pasbasnaercas 15 ™M sTunauerata ©
nocnegywwwmM MegneHHsIM  aobasneHnem 15
M HacklLLeHHoro BOAHOIO pacTeopa
BukapboHaTta HaTtpua. [Monyyawwanca cMech
nepemMelLMBaeTca B TedeHuMe 5 MuH, 3atem
pacnpegensaertca mexay 20 mn sTunaueTtata u
20 mn Bogbl. OpraHWYeckWid crnoil oTaensdeTcs,
npomeiBaeTc 20 MM COMNEBOrC  pacTBopa,
cyLmTea (cynedhaTtom HaTpKs) [
KOHLEeHTpUpyeTca B BakyyMme. HeouuweHHos
BeLIeCTBO OYMLLAETCH G NMOMOLLBHD MIHOBEHHOR
XpomaTorpadni  (ABYOKUCE KpeMHUs Mepk),
AaBas Lenerol oKCasonnH.

J.

[18-(1 230t o)]-3-[[3-[4-[(cheHnnmeToKCH)Kap
©oHun]-2-okcasonun]-7-ok- cabwumko[2,2,1]
renT-2-uniMeTUn]oeH3oHan KcnoTa,
METUNOBLIA adhmp.

K pacteopy 355 mr (0,79 mMmonsd) okcasonuna
M3 yactn 1 B 10 Mn cyxoro MeTuneHxnopuia
{(neperHaHHoOro K3 nNaTUOKMCKH  cpocdopa)
pobaenaetcd 750 MM HMKenb-NeperHaHHoro
OKUCNAKLEero areHtTa  (MONYyYeHHOro,  Kak
OnncaHo B NpuMepe 1, YacTk J) NpK KOMHATHOR
TeMmneparype. PeakynoHHas CMech
nepemelLnBaeTcs B TedeHwe 1 4, 3atem
nobapnaetcs gononHATenbHo 750 wMr
okuenutena. Cnycta 30 MWH peakynoHHas
cMmechk pastaenderca 20 mn eTMnauetraTta ¢
nocnegywowwm gobasneHuem 10 mn 3 M
BoAHoro pacTeopa 6ucynbduta  HaTpus.
Monyvalowancs cmecb NepeMellnBaeTcs
BLICTPO B TeveHWe 20 MuH, 3aTemM gobaensercs
10 mn Bogbl. OpraHWYeckWid cnoii otaensaeTcs, a
BOOHbLIRA Crno aKCTparnpyeTcsa
pononHuTeneHelMM 20 MN sTWnaueTtaTa.
OpraHudeckMe skcTpakTel  obbeanHATCS,
npombliBaetcd 25 mn 1 M BogHOro pacteopa
uutparta HaTpu4, cywaTtca (CynecaTomM MarHus)
N KOHLUEHTPUPYOTCA B BakyyMe, AaBas Macno.
HeouuweHHEIW MaTepwan ouvlaeTcsl ¢
NMOMOLLEK MIHOBEHHOW Xpomatorpadgun (Mepk
ABYOKWCb KpeMHWR), AaBas LeneBol okcason.

K

[18-(1 a203cdo )]-3-[[3-[4-[[[4-4-XnopdeHun)
OyTUNlamMuHo]-kapboHun]-2-okca-  3onun]-7-
okcabuunkno[2,2 1]renTt-2-un]-meTun]beH3oiHas
KWcroTa, MeTUNOBLIA adup.

Cmect 165 mr (0,37 mmons) okcasona wna
dvactk J 1 30 mr 20% nannaguirnapooKMCHOro
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kaTanuaatopa Ha yrne (BnaxHbli, meHee 50%
Bogel, Aldrich) B 5 M™Mn atvnaudertarta
nepemelLMBaeTcad B arMocdepe Boaopoda
(6annoHHbIA) B Tedenwe 1 J. Katanusartop
yaanaetca ¢ NoMoLLbio dUnbTpoBaHWA Yepes 4
MKM  nonukapBoHaTHylo MempaHy. $eunstpar
KOHUEeHTpupyetca B Bakyyme, JaBas
HEOUULLEHHYIO KMGMOTY.

K pacteopy 125 wmr (0,35 mmong)
HEeOUMWEHHOW KMCMoTHl B 3 MM GYXOro
MeTUneHxnopuaa (neperHaHHoro U3 MATUOKACK
chocchopa) pobasndetcs NpY  KOMHaTHOMR
Temneparype HebonbLLas Kanns
anmeTtundgpopmammnga AMSP, aatem 40 mkn (0,46
mmong, Aldrich) okcanunxnopuga. PeakynoHHas
cMechb nepemellnBaeTcs B TeueHWe 30 MWH,
3aTeM KOHUeHTpWpyeTcA B BakyyMme, [aBas
HEOUMLEHHBIRA XNopaHrMapia, KMCNOTh.
XnopaHrugpua condunuanpyetcd B 3 Mn
CYXoro MeTUNeHxnopuaa, 3arem oxnaxgaercd
no 0°C, n GuicTpo aobarnsetca pacTeop 84 mr
(0,46 mmons) 4-xnopdeHnnbytunammya u 70
mkn (0,50 mmond, neperHaHHoOro wWa ruapuia
kaneuws) TpustunammHa B 1 Mn cyxoro
MeTuneHxnopuaa.  PeakuuoHHas  cMech
nepemelLnBaeTcs B TedeHwe 30 MUWH, 3aTem
pacnpefenserca mexay 25 mn atunauerara u
5 wvmn 1 M BogHoro pacteopa HCIL
OpraHnYecknin Crnoil OTAENAEeTCH, M BOLHbIA
CMOW sKCTparMpyetcd AONONHUTENEHEIMKA 10 Mn
sTuUnauerara. OpraHuyeckue SKCTPAaKThI
obbeUHAKTCA, cyluaTcs (CynbgaTomM MarHus) v
KOHUEHTPUPYIOTCA B Bakyyme. HeoqMLeHHbIA
mMarepuan o4vuLasTcs ¢ NOMOLLBK MIHOBEHHOR
xpomatorpadnin  (Mepk OBYOKWCH KpemHWsA),
0AaBasd LUeneBOn CroXHbIA adup.

L.

[18-(1 a2x3cdo )]-3-[[3-[4-(4-XnopdeHnn)byTn
n]-amuHolkapboHun]-2-okca- 3onunl-7-
okcabuumkno[2,2,1]rent-2-unimetun]beHsolHas
Kucnora.

PactBop 151 mr (0,29 Mmons) CnomHOro
scbupa mn3 vactw K B 25 mr (0,60 mmong,
Aldrich) MOHOrMgpaTa rugpooKUCKH NMUTUA B 6 MN
cmeckn 2.1 TIrd/eoga nepemewmeaetcs BeICTpo
Nnpv KOMHATHOW TeMnepatype B TedeHne 1,5 u.
PeakynoHHas oMmecb  nopkucnaeTtcs
JobaeneHnem 2 mMn 1 M BogHoro pacteopa HCI,
3aTeMm pacnpedensetcd  mexgy 20 wmn
sTunayetata U 20 mn Bofabl. OpraHnyeckuii cnoi
oTaenaetca, npomelBaetcd 20 Mn coneBoro
pacTeopa, cywutca (cynbdaTcM MarHus) w
KOHLUEHTPUPYIOTCA B Bakyyme, [aBas LeneBoi
NpPOAYKT.

M o} 7 M e o} 8.
[1S-{1 «2a3ad o)-5-[[3-[[3-[4-[[{(4-Linknorekcn
néyTunlammHo] -kap- ©0oHWN] -2-okcasonun]-7-
okcabuunkneo[2,2,1]
renT-2-vniMetun]gpenun]-metun]-1H-TeTpason.

[18-{1 e2a3ada )]-3-[[3-[4-[[(4-Linknorekcun®
YTUMN)aMUHO]-kapboHWn]-2-oK-cazonun]-7-
okcabuumnkno[2,2,1lrent-2-nnjMetun]beHsonaueT
OHWUTPWN.

K pacTtBopy 1 MMONs CnoxHoro scupa na
npuMepa 7, YacTb K, B 10 mMn TeTparngpocdypaHa
Jobaenaetca 2 mmona Gopruapuia nuTuA.
PeakunoHHaa cMecb nNepemellMBaeTcd B
TeyeHie 1 4 npu 23°C, a 3aTeM racutce
AobasneHunem 1 M pacteopa HCI. BogHbii crioi
sKcTparupyetcd atvnayeratom. OpraHudeckme
cnow cywarcs, hunbTpyloTCA [
KOHUSHTPUPYIOTCA B BakyyMme, JaBas
HEOUMULLEHHbIA CrnupT. HaHHbIA cnmpT
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npespaliaeTcs B  UEMeBOW  HWTpUN G
UCMONB30BAHWEM MpoLUeayp NpuMmepa 2, YacTb
I(b) b 1(c).

B.

[18-{1 «2a3ado )]-5-[[3-[[4-[[{4-Linknorekcun
ByTnn)-amrHokapboHWN]-2-oK-cas3onunj-7-
okcabuunknol2,2,1rent-2-unjMetun]derun|met
un]-1H-Tetpason.

Cmecs 300 mn (0,61 mmond) HuTpuna w3
yactu A, 65 mr (1,0 mmone) asanga HaTpua, 53
Mr (1,0 MMOMb) XITOPUCTOTO aMMOHMA U 42 Mmr
(1,0 mmone) xnopuga nutug B 5 M cyxoro
OAMeTUndopMamMmaa Harpeeaetca o 125°C B
TeuyeHWe 24 4. PeakUMOHHas  cMechb
oxnaxgaetca WM unetpyetcd.  dunetpar
KOHUEHTPUpYeTCA B Bakyyme, W OCTaTOK
pacnpefenaeTca Mexay BoAOW 1 sTUnaueTaToM.
BoaHuld cnoid goeogmres o pH 2 ¢ noMolbio 1
M BOAHOMO HCI. OpraH1yeckuid Crnow
oTaenseTca, cywurtea (cynsdaToMm MarHusa) v
KOHUEHTPUpYyeTCa B Bakyywme, JaBas Macro.
HeouuleHHBIR  MaTepWan oduwaetca ¢
NMOMOLLEK MIHOBEHHOW Xpomatorpadgun (Mepk
OBYOKWCL  KpemHKWs), Jdaeasd  LUenesoe
coefuHeHuWe.

M o] [ M e P 9.
18-(1 a2e3a 4o )-[2-[[3-[4-[[(4-UnKknorekcun
ByTun)amuHo] kapboHun]-2-okcasonun]-7-
okcabuunkno[2,2,1renT-2-uniMeTun]heHoKeH]-yK
CyHag Kkucnora.

A. 1-Bpom-2-(meToKcUMeToKcK)DeHzorn.

Ma 45 r (60% B mMacne, 112 mMmoned,
Aldrich) gucnepcun rmopuaa HaTpus yOanoch
MAcCNo C NOMOLLLK TpexkpaTHOW MNPOMbIBKA
nopumamMu no 20 Mn rexkcaHa, 3aTem OCTaToK
nokpelBancs 75 mn  gumetundopmMmamuia
(Burdick and Jackson). [llonyyatowasnca B
pesyneTare CMeCb Harpesanacb npuMepHo A0
50°C, Ha npoTaxeHun 15 MMH No Kannam
pobaenanoce 18,1 r (105 mmonei, Aldrich).
Habrnwpanoce ©GypHoe  BblgeneHWe  rasa.
PeakunoHHas CMeCb MNepemMellnBanack B
TeMeHWe ACMONHUTENEHLIX 30 MWH, 3aTem
nonyyarlWwmnics B pesynstare cepo-KopUYHEBLIA
pacTeop oxnaxaanca o 0 °C, no kannam Ha
npoTaxeHun 15 muH gobasndanocs 9,6 mn (117
mMone,  Aldrich)  6GpoMomeTun-meTunoBsero
agpupa. PeakUMoHHaa cMechk NepemellUBanach B
TedeHe 1 4 npw 0°C, 3aTemM NpW KCMHATHOM
Temnepartype B TedeHue 16 4. MNonydarowuiics
wrnamMm pacrnpedenancd Mexgy 200 mn 1 M
BOJHOIO pacTeopa MMAPOOKMCKM HaATpMa 1 150 mn
cmecn 4: 1 rexkcan/anaTWnoBLIA achup. BoaHbliA
CMOW OTAenAnca W SKcTparupopancs
gononHuTenbHeiMM - 100 mn omecn  4:1
rekcaH-guaTUNOBLIRA acpup. OpraHndeckmne
AKCTPAKTEI O6beAVHANUCE, NPOMBLIBANUCE OBYMA
200 mn nopumaAMK Boabl, CYyLUMNWUCE (CynbdhaTom
MarHWg) W KOHUEHTPWUPOBaNWCk B BakKyyme,
Jaeas 222 r (102 mmonsa, 97%) uenesoro
coefVHeHus B Buae ONeHO-KenTon HKUAKOCTK.

B.

[18-(1 & 2¢3 o.do )]-(2-(MeToKCUMETOKCK)DEHNN
]-7-okcabunuunknol[2,2,1] renT-2,3- guMeTaHon.

K pacteopy 16,7 r (77,0 mmonew)
apunbpomuga na yactm A 8 150 mn cyxoro TIe
{neperHaHHoro na Kanui/deHsodeHoHa),
oxnaxaeHHoMy Ao -78°C, pgoGaenancce no
kannam 48 mn (1,6 M B rexkcaHe, 77 MMOnNei,
Aldrich) H-ByTUNNKUTUS Ha NPOTAKEHWKM 30 MUH.
PeakynoHHaa cMmeck nepemMellnBanack npu
-78 °C B TeuyeHWe 1 4. K nonydawoleidca B
pesynerare 6enoi CYCneHauu aHWoHa
pobaenancd pacteop 4,80 r (30,8 mmons)
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[3aR-(3acdp.7p7a o
)]-okcarnapo-4,7-anokcunaobeHsogypan-1-ona B
30 mn cyxoro TIM$ Ha NpoOTAKEHMUM 5 MUH.
PeakunoHHas cmecb noporpeeanace o 0 °C
(CTAHOBUTCH FOMOreHHOM), nepemellMBanace B
TEeYeHWe 2 4, 3aTemM racknack 5 Mn MeTaHona K
KOHUeHTpupoBancs B Bakyyme. Ocratok
pacnpegenanca mexgy 100 mn conescro
pactecpa W 100 MmN sTvnaueTtaTa, 3artem
aobaBnanock JononHutenbHo 50 mn BoApl.
BoaHbIA cnol oTAenancs K aKcTparposancs
100 mn aTunaueTarta. OpraHUYecKne SKCTPaKThl
o6beJUHANUCE, CYLUMMNUCE (CYNbhaTOM MarHig)
W KOHUESHTPUPOBANWcE B BaKyyme, JaBas Macno.
HeouulleHHbI MaTepran oYUMWAancsa ¢ NoMoLLbI
MTHOBEHHOK Xpomarorpadnn (Mepk ABYOKUCH
KpemHus, 22x5,0 CM, 1: 2
aTMnaueTar/neTponeHsI A achmp, 3arem
aTunauerar), gaesas 8,49 r (28,9 mmona, 94%)
LeneBoro anona B B1ae macna.

C.

[18-(1 o 2 3oda )]-2-[[2-(MeToKCUMeTOKCK)heH
nnmetnn]-7-okcabuuynkno[2,2,1]
rentaH-3-meTaHor.

Cwmeck 8,40 r (28,6 mmons) Avona m3 4actu
B n 8,0 r 10% nannagueBorc karanusaTtopa Ha
yrne (Aldrich) B 75 mn negdHOW YKCYCHOR
K/CMOTEl  NepemMellmBanacs B  atMocdepe
pogopoda (GannoHHLIR) B TeueHue 18 .
Monyyawowanca cmecs QUNeTpOBanack Ha
BOopoHke BloxHepa, saTem nponyckanacs 4vepes 4
MKM nonukapbeHaTtHy MembpaHy. dunstpar
KOHUEHTpUpOBanca B BakyyMe (Bakyym C
MacnsaHbIM HAcOCOM), Aasas macno. Macno
pacnpefenanoce Mexay 75 Mn sTunauetarta u
100 mn 1 M BoAHOro pacTBopa MOPOOKACHK
HaTpua (pH 12), satem poGapnancs paBHLIA
obbem coneesoro pactecpa (100 mn). BogHbliA
CMOW OoTAensancs W SKcTparnpoBarncs
JononHuWTeneHelMM 50 MN sTWnaueTaTa.
OpraHudeckMe  skCTpakTel  CObLeAUHANUCSH,
CYLLUNINCH {cynschaTom MarHus) [
KOHLEHTPMPOBANUCE B Bakyyme, daesas 7,56 r
(27,2 mmonsa, 95%) uenesoro cnupta B BUAS
GecLBeeTHOro Macna.

D.

[18-(1 a2x3cd «)]-2-[[2-(MeTokcMmeTOKCH)dDEeHW
nimetun]-3-](heHUNMETOKCH) MeTun]-7-
okcabuuwkno[2,2 1]renTaH.

Macno yoananock wa 552 mr (60% B Macne,
13,8 ™Mmeong, Aldrich) gucnepcun  rvgpuga
HaTpUsi G MOMOLLEID TPEXKpaTHOW NpPOMBIBKA
neTponerHelM  SchUpom, 3aTeM  ocTaToK
3anmeanca 15 mn cyxoro TI® (neperHaHHoro 1a
Kanui/GeHsodeHoHa). CMeck  Harpesanach
npumepHo Ao 50°C, a3aTeM no Kannsam
Aobaenanca pacteop 3,50 r (12,6 mmonen)
cnvpta 4vacth C B 15 wmn cyxoro Tro.
Habnioganocs  6ypHoe  BbideneHue  rasza.
PeakunoHHas cMmechb nepemellnBanack B
TeUeHMe [JoMnonHUTEnNbHbIX 30 MWH, 3aTem
oxnaxpanace go 0°C. K nonydatollemycs
pacTeopy aHwoHa goBaendanock 465 mr (1,26
MMOns, Fluka) MoaucToro
TeTpa-H-6yTunaMMoHMa, 3atem no kannsm 1,6
mn (14 mmMoneRd, Aldrich) ©GeHaunbpommuoa.
PeakunoHHas cMechk NepemMellnBanach npu 0°C
B TedYeHMe 2 d, 3areM [pu  KOMHAaTHOW
Temneparype B TedeHue 16 J. MNMonyvarowancd
cMecb racMnace 5 Mn BoAbl,  3aTeM
pacnpegenanacs mexay 100 mn 1 M BogHoro
pacteopa HCl n 50 mn sTunauertarta. BogHbIA
CMOW OTAeNANCcH W SKcTparupopancs
jononHuTeneHelMM 50 MmN sTWnaueTaTa.
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OpraHudeckne  sKkCTpakTel  00beJUHANUCH,
npomeiBanuce 100 mn 1 M BoaHoroe pacteopa
TMOPOOKUCK HaTpus, cylunucs {cynethatom
MarHWs) W KOHUEHTPUPOBaNWCk B BaKyyMe,
paeag 4,551 (12,4 mmong, 98%) HeouMwweHHero
LeneBoro coefMHeHWa B BUAe XKenToro Macna.

E.

[18-{1 o, 20,30, 4 c)]-2-[(3-[(PEHUNIMETOKCK)METIA
n]-7-okcabuumkno(2,2,1] rent-2-un
MeTun|dpeHon.

K pactBopy 4,53 1 (12,3 mmong) uenesoro
coefuHeHns M3 vyactyu D B 12 mn guokcaHa
(Burdick and Jackson) po6aenanocs npy
KOMHaTHOW Temnepatype 30 mn 1. 4 cmecb
KOHLEHTpUpoBaHHas HCl/meTaHon.
PeakunoHHasa CMecCb MepemMellnBanack B
TeueHWe 5 4, 3areM KOHUeHTpupoBanack B
BakyymMme. OcTaToK pacnpegensnca mexay 50 mn
1 M BogHoro pactBopa HClI w75 wMn
aTunauerara, sarem gJobaendnoce 50 mn
coneBoro  pacteopa. OpraHWYeckuidA  Crioi
OTAEeNAncd, cywunca (cynedartom marHms) n
KOHUEeHTPUpOBanca B  Bakyyme, daeas
opaHxeBoe Macno. HeoduweHnHoe  Macno
e BIPITIE: Tnlelel™ c NOMOLLEHO MIHOBEHHOA
xpomartorpachui  (Mepk, OBYOKUCh KpemMHUS,
12x5,0 CM, 1 1:3
aTunaudeTar/mMetTuneHxnopua/rekcaH), gasas
3,46 r (10,7 mmonsa, 87%) UueneBoro cheHona B
BuUae BnefHO-XenToro crekna.

F.

[18-(1 &, 20, 30t,4 o)]-[2-[[3-[(PeHunmeTOKCH)MET
nnl-7-okcabuymkno[2,2,1] renT-2-unjmeTtvn]
heHOKCH]YKCYCHaa KMCNoTa, 3TUNOBLIA 3dhnp.

Macno yaansnocs 13 420 mr (60% B macne,
11 mmonen, Aldrich) ancnepcun ruapuaa HaTpus
TPOWHBIM  NPOMbLIBAHUEM  TEKCAHOM, 3aTem
nobaenanock 15 mn cyxoro TI® (neperHaHHoro
W3 cMecH Kanui/GeHaodeHoH). K nony4arwowencs
B pesynbrate, nNepemelinBacMol CMecK npu
KOMHaTHOW  Temnepartype, MNO  kariam
pobaenanca pacteop 3,30 r (10,2 mmons)
theHona vactmh E B 20 mn cyxoro TI® Ha
NPOTSXKEeHUN nNpuMepHo 15 MUH. Habrnioganoce
OypHoe BblgeneHue rasa. PeakUUoOHHaAs CMeCh
nepeMelLnBanacs AoNonHUTENbHble 30 MWH,
aaTeM oxnaxganace Ac 0°C W no kannam
ooGaenanca pacteop 1,75 r (10,5 Mmonen,
Aldrich) stunbpomauerata B 2 mn  THF.
PeakunoHHaa CMecb MepemMellnBanack B
TeveHre 1,5 4 1 racvnack 50 mn 1 M BoaHoOro
pacTeopa HCIl. [Monydvalowasca B pesynbrare
cmeck gobasnanace K 50 mn  HacklWeHHoro
COMeBOro pacTeopa, 3aTeM 3KCTparMpoBanach
75 Mn sTunauertara. OpraHWYecKUd SKCTpakT
cywunca  (Hag cynbdartoM  marHua) U
KOHUEeHTPUpOBanca B BakyyMe, AaBaa Macno.
HeounweHHoe Macno oYnLWAanocs ¢ NOMOLLEID
MTHOBEHHCH XpomaTorpaguu (ABYOKUCH
kpemHma, 12x5,0 cm, 1.2 sTunauertart/rekcan),
paeag 3,87 r (9,44 mmonda, 23%) uenesoro
crnoxHoro asdvpa B BMde OnNegHoro Mentoro
macna.

G. [18-(1a, 2, 3a, 4a)]
-[2-[[3-(rnapoKcumMeTn)-7-okcabuunkno-[2,2,1]
renTt-2-unjMet un] peHoKCKUlyKCcycHas KWcnora,
3TUNOBLIA 3Kp.

Cmecb 3,80 r (8,78 ™MMoneid) cnoxHOro
agupa  4acTH Fonu 180 wMr  80%
rMOPOOKUCHO-NANNagWeBoro  katanuaatopa Ha
yrme (BnaxHeld, Aldrich) B 25 mn atnnauetara
nepemellnMeanace B arMmocdpepe BoAopoda B
TedeHne 2 4 (TCX nokasana HesHavuTenbHy
peakynio). K peakyoHHOW cMeck 4o6aBnsanock
12 mn abconwTHoro staHona, 3arem 0,3 mn
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KOHUeHTpupoBaHHoW HCI. PeakunmoHHas cmech
nepemMelLMBanacks B tedeHue 2 4 (TCX nokasana
He3HaqdUTenbHYIO peakuuio), 3atem aobaBnsanoch
AOMNOMHNTENBHO 360 M KatanuaaTopa.
Monyyalowascs B pesynsTaTte CMech
nepemMelLnMBanacs B TeueHune 20 “,
duneTpoRanack Ha BopoHKe BEloxHepa, 3atem
nponyckanack JYepea 4 MKM nonukapGoHaTHYH
mMemOpaHy. $unbTpaT KOHUEHTpWpOoBancsa B
BaKyyMe, fapas Macno. HeouulleHHoe Macno
ouMLLANoCh c MOMOLLEHD MrHOBEHHOR
xpomartorpacdu  (Mepk [OBYOKMCH  KPEMHKA,
16x5,0 oM, 2:1 sTunauyetatalrekcaH), naeas
1,20 r (3,75 mmonen, 43% ) Tpebyemoro
Leneesoro cnupta B Bude macna u 1,48 r (4,09
MMons; 47%) cooTBETCTBYIOLLEero alertar B BUae
mMacna.

H.

[18-(1 a2 304 o)]-[2-[[3-Kapbokeu-7-cKkcabuu,
nkno[2,2,1]-rent-2-uniMmeTtun]de- HoKcK]
YKCYCHAas KUCNoTa, 3TUMOBLIA adoup.

K pacteopy 1,17 1 (3,66 mmong) cnupta na
vactm G B 15 Mn aueTcHa, oxXnaxgeHHoOMY 40
0 °C, pobaensnocs OwbicTpo 2,56 Mn (2,6 M B
Cr +6, 6,5 MMOnel, NonyyYeHHoro, kak onucaHo
B Fieser and Fieser, T. 1, ¢. 142) peareHTa
[xoHca. PeakyuoHHas cMeck nepemellnsanach
B TedeHue 1 4 npu 0°C, satem 30 MWH npu
KOMHaTHOW TemnepaType. CMecb MOBTOPHO
oxnaxpanace jpo 0°C, racumack 2 Mn
naonponaHona U nepeMellBanack B TeYeHWe
JononHuTtensHelx 30 MuH. [Monyvdaowascs
3eMeHas CycneHans unbTpoBanack 4vepes
LenuT. GUnbTp KOHLUEHTPUPORBANCH B BakKyyMe, a
ocTatoK pacnpegenanca Mexgy 20 mn 1 M
pacteopa HCI w20 wmn  sTunauyetara.
OpraHudeckMiA  akCTpakT  oTAensancs,
npomelBancs 20 M COMeBorc pacTBopa,
cylmnesa {cynbchaTom MarHus) %
KOHUEHTpWUpOBancs B Bakyyme, gasaa 1,19 r
(3,56 mmona, 97%) HeouWlleHHOR LeneBoin
KACMOTHl B BUAE Macna.

I [1S-{2c,

2 304 w)l-[2-[[3-[[[1-TvapoKkcumeTn]-2-0Kkco
-2-(tbeHUNMEeTOKCK)STUN] aMKWHO]
kapBoHun]-7-okcabuumkno[2,2,1]-renT-2-nnjMeTi
n] heHoKCU]yKCycHas KUCNnoTa, STUMNOBbIA 3dnp.

K pacteopy 1,19 r (3,69 mmMmong)
HEOUMLLEHHOR KMCNoTel M3 4Yacth H B 15 mn
CYXOro e {neperHaHHoOro na
kanuii/beH3odeHoHa), oxnaxaeHHomy o 0°C
doGaenanoce 540 mr (4,00 mmona, Aldrich)
rmgpara  1-rugpokcubeHsoTpuasona, 928 wr
(4,00 mmona, Curma) xnopugpara 6eH3nnosoro
achupa L-cepuHa, aatem 1,2 mn (8,5 MMmonen,
neperHaHHoOro M3 rMapuaa  Kanbuws)
TPUaTUNAMKHA. CycneHans nepeMellnBanack B
TeveHWe 5 MWH, 3aTeM Acbaensnoce 824 Mr
(4,00 MMOIS, Aldrich)
AuuuknorekcunkapGoguummuaa.  PeakunoHHas
cMechb NepemMelvBanacs npu 0°C B TeveHume 3
4, 3aTeM nMpW KOMHATHOW Temnepatype B
TedeHWe 16 4. Monyvawwaacs cycneHauns
pasbaenanace 15 mn sTunauerara, 3aTtem
crneTpoBanack. $UnsTpar KOHUEHTpUpOoRancs
B BakyyMe, faBas Macno. HeouyrweHHLIR
MaTepuan odMWAancs ¢ NOMOLLbK MrHOBEHHOW
xpomartorpacoun  (Mepk OBYOKMCH KpeMHWA,
12x5,0 c™m, stunauerar), gaesas 1,33 r (2,60
MmMonsa, 73%) Leneeorc aMmvga B BUAe TBepaoro
BelLllecTBa.

J.

[18-(1 a203 w4 )][2-[[3-[4,5-Ournapo-4-[(cb
SHUNMETOKCK)-kapOoHWn]-2-okca-  3onun]-7-
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okcabuuKnkno[2,2,1]renT-2-unjMeTun]
hbeHoKkcu]yKeycHaa KMCnoTa, 3TUNOoBbIA 3dmp.

K pactBopy 1,32 r (2,58 mmond) ammga na
vact |, 102 r (3,90 wmmong, Aldrich)
TpucbeHUnpochuHa U 0,70 mn (4,0 mMmons,
Aldrich) guuaonponunstunamuHa B 12 mn 51
CYXOM aueTOHWTpUN/MeTUNeHXIopug
Oo6aenANocE NpK KOMHATHOW Temnepatype 380
Mn (3,9 MMONs) peareHTa “YeThipexxXnopucToro
yrnepoda. PeakunoHHas CMeCh
nepemellMBanace B TeueHue 2.5 4, 3aTtem
pobaenanocs 30 mn atvnaderata v 30 mn
HacklWeHHoro pacTeopa OukapboHaTa HaTpus.
OpraHnYeckWin Crnoid otgenancs, npomMblBancs
30 MmN  cOoneBOro  pPacTBOpa,  CYLIMMCH
{cynehaTom HaTpKUs) M KOHLUEHTpUpoBanca B
BaKyyMe, JaBasf MacnaHWcToe Teepdoe
BellecTBO. HeouuleHHEIR MaTepran oduLancs
C NOMOLLLK MIHOBEHHOR Xpomartorpacum (Mepk
ABYOKMCb  KPEMHWA, 15x50 oM, 41
aTunauertart/rekcaHd), paeas 883 mwmr (1,79
MMond, 69%) ueneBoro okcasonuna B BWAe
macna.

K.

[18-(1 a2a3cdo )]-[2-[[3-[4-[(PeHnMeToKCK)K
apBoHun]-2-okcasonun]-7-okca- 6uLMKno
[2,2,1]renT-2-un]MeTnn]dpeHoKcu]yKcycHas
KMcrnoTa, 3TUNOBbIA 3dump.

K pacteopy 860 mr (1,74 MMOns) OKcaaonuHa
n3 vyactm J B 15 Mn cyxoro mertuneHxnopuia
{(neperHaHHoOro K3 nNaTUOKMCKH  cpocdopa)
nobaBnanoch Npu KOMHaTHOW TemnepaType 1,7 1
HWKENbNepPeKUCHOMO  OKUGMAIOLWero  areHTta
(Nony4YeHHOro, Kak onucaHo B npuMmepe 1, YacTb
J) B BMAe ofHoi nopuun. PeakumoHHas CMech
nepemelLnMBanacs B TedeHue 45 muH  (no
OaHHeIM TCX peakuma HenomnHag), 3aTem
nobaenanvce  gononHuteneHele 1,7 1
okucnswowero areHta.  Cnycra 45 MuH
nobaenanock AononHutensHo 0,85 r
oKkMcnuTens. PeakymnoHHas GMeGhb
nepeMelLnBanacke B Te4eHne 45 MUH (MCXOAHbLIA
Marepuan nornowanca no gaHHelm TCX) aatem
pobGaenanocs 50 wMn sTunauertata  ©
nocnegywowmwmM gobasneHnem 100 mn 3 M
BOAHOMO pacteopa ducyneguTa HaTpuda. CMeck
nepemeluneanace GeicTpo B TeuveHwe 30 MKH
(3eneHas smyneciKa), 3atem gobaenanocs 50 mn
1 M BoAHOrO pacteopa uMatpara Hatpuda. MNocne
nepeMellMBaHMa B TeuyeHwe 15 MMH
obpaaoekbiBanock ABa cnod. OpraHUYeckiid croi
OTAenAncs, a BOAHLIA CMNOR skcTparvposancs
jononHuTeneHelMM 50 MmN sTWnaueTaTa.
O6beaAuHEeHHEIE  OpraHUYecKUe  SKCTPaKThl
CYLUMNUCH {cynbchaTom MarHms) n
KOHLEHTPUpOBANWUCE B BaKyyMme, JaBas Macno.
Heo4YulleHHbIA MaTepuan oYUWAancsa ¢ NoMOoLLbH
MITHOBEHHOR Xpomarorpadnn (Mepk ABYOKWUCH
KpemHua, 15x3,0 oM, 2.3 aTunauertart/rekcan),
faeas 390 wmr (0,79 mmong, 45%) uenesoro
OKcasona B BUAE NeHbl.

L.

[1S-(1 a2a3ada )]-[2-[[3-(4-Kapbokcn-2-oKcas
onwn)-7-ockcabuumkno[2,2,1] rent- 2-vn]
MeTUN]eHoKoK]yKeycHaa Kucnota, STWNoBbIA
achup.

Cmect 385 mr (0,78 mmond) okcasona wua
vactn K n 38 mr 20% nannagnirnapooKMcHOro
Katanuaatopa Ha yrne (BnaxHeli, Aldrich) B 10
M sTuMnaueTraTa nepemMellvMBanack ObICTpPO B
atMocepe BoAgopoda B TeveHwe 1,5 4, satem
pobaenancsd cynodat MarHua. PeakumoHHaA
CMECH nponyckanacs uepes 4 MKM
nonuvkapboHaTHyo MemGpaHy. duneTpar
KOHLEHTPUpOBAancH B Bakyyme, fasad 314 wmr
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(0,78 mmons, 100%) ueneBoi okcason-kKMcnoTol
B Bude OGencro Teepgoro eellecTea, T.NM.
151-154°C.

M.

[18-{1 e2x3ada )]-[2-[[3-[4-[[{4-Linknorekcun
oytum)amuHol-kapboHun]-2-okca-  3onun]  -7-
okcabuuwkno[2,2,1]renT-2-unj-metun]heHokcun]yk
cycHas KACroTa, 3TUMOBbIA adup.

K pacteopy 310 wmr (0,77 mmong)
oKcason-kicnoTel 4Yacth L B 5 Mn cyxoro
MeTUneHxnopuaa (NeperHaHHoOro Ua MATUOKAGCH
chocchopa) pobasnanace Hebornbliaa kanns
Anmetundopmamiga, aatem 90 mkn (1,0 mMonsa,
Aldrich) okcanunxnopuga. PeakyuMoHHas CMeCh
nepemellmBanace A0 TeX MNOp, MNoka He
npeKkpaTUTCA BblOeneHWe raaa, npumepHo 30
MWH, 3aTeM KOHUEeHTpUpOBanacs B Bakyyme,
JaBas HeCUULWEeHHBIR XnopaHrnapua KMCrnoTel B
BWOE XKenToA neHbl. XnopaHrvapua KACNoTHl
conbunuampoBanca B 3 M CyXoro
MeTUNeHxnopuaa, 3atem oxnaxganca ao 0°C n
AoBasnanca no kannam pacteop 192 mr (1,00
MMOb) Xnopruapara LrknorekcunéytunammuHa u
280 mkn (2,00 mmong, neperHaHHoro ua ruapuaa
Kaneuwsl) TpusTMUNamMmHa B 5 MR cyxoro
MeTUNeHxnopruaa. PeakunMoHHas  cMech
nepemellmBanace B TeueHue 15 muH, 3aTem
pacnpegenanace Mexgy 15 mn 1 M BogHoro
pacteopa HClI w25 wmMn  sTunayerarta.
OpraHn4ecknin CNol OTAenancs, npoMbIBarncs
15 Mn coneBcro  pacTBOpa,  CyLUIMNcs
(cynbhaTom MarHUs) M KOHLUEeHTpUpoBanca B
BakyymMe, [JaBas  TBepAoe  BellecTBO.
HeovuweHHbIA MaTepran ounwancs ¢ NoMoLLbHo
MITHOBEHHOW Xpomarorpacdny (Mepk OBYyOKUCH
kpemHua, 10x3,0 oM, 1:1 asTunauertar/rekcaH),
daragd 332 mr (0,62 mmonsa, 80% ) uenesoro
okcasonamuga B Buae Oenoro  TBepacro
BellecTea, T.nn. 135-136°C.

N.

[18-(1 e203ada )]-[2-[[3-[4-[[{LiknorekcunOy
TWUn)aMmunHo]-kapboHun]-2-ok- casonunl-7-
okcabuunkno[2,2,1]renT-2-uniMeTun]dpeHokeu]yk
cycHas KWCNoTa.

Cmece 285 wmr (0,55 mmMong) CnNoXHOro
achmpa yactu M u 48 mr (1,1 mmona, Aldrich)
MOHormgpara ruapookcu nutua 8 2.5 mn 4:1
Trd/Boga nepemelsMBanacs NpWM  KOMHATHOM
Temnepatype B TedeHue 1,5 4. PeakunoHHas
cMecb nogkucnanace 2,2 mn 1 M BogHoro
pacteopa HCI, 3atem pacnpegenanact Mexay
20 mn  stmnauetata wu 20 MmN BOABL
OpraHW4eckMa cno@ OTAendaAncs, Cywwuncs
(cynbhaTom MarHWS) M KOHLEHTpUpoBanca B
Bakyyme, gasas 281 mr (0,55 mmonsa, 100%)
Lueneeoro npogykta B BWde ©enoro TBepaoro
BelllecTea, T.Nn. 190-191°C.

WK (KBr): 3416, 2921, 1741, 1644, 1602,
1520, 1492 cm.

270 MIy "W AMP (CDClg): 0,70-1,90 (m.
22H), 218 (po. 1H), 2,37 (gn. J 12,12, 1H),
2,70 (M. 1H), 3,40 (m. 3H), 4,53 (o. J 15
1H), 4,67 (a. J 15 1H), 504 (a. 1H), 6,76
(o. J 8 1H), 6,93 {(ga. J 7.7, 1H), 7,156 (m.
3H), 8,17 (c. 1H).

67,5 My 3C AMP (CDClg): 1704, 1642,
161, 1, 1554, 1412, 1357, 1310, 1288,
127,7, 111,3, 80,0, 78,9, 651, 492 46,9,
39,3, 375, 37,1, 33,3, 30,7, 29,9, 2938,
28,7, 26,6, 26,4, 24 2.

MC(CI): 511 (M + H)*

OR: {a)p= 41,8°(c 1,0 B xnopodhopme)

TCX: Pf (cwnukarens, 1:10:90, ykcycHad
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Kncnora, MeTaHoN/MeTUNeHxnopua) 04686,
monubaar aMMmoHua/cynedar uepud U Yo,
rTOMOIEeHHbIA.

AHanua ana CogHzgNoOg:

Bermncnedo: C 68,21; H 7,50; N 5,59.

HahpeHo: C 69,35; H 7,81; N 5,42.

M pwruwme p 10 [1S(laeluaduda )]
2-[[3-[4-[[(7,7-OnmeTnokTun)ammHo]kapSoHun]
2-oKcasonun] -7-
okcabuuwkno[2,2,1]renT-2-un]metun]beHsonnpon
aHoBas Kuenora.

A. 7, 7-0umeTtun-1-oKTaHamuH

(1) 3,3-OumeTnnbyTanans.

K pacteopy 94 wmn (1071  wmmonei)
oKkcanunxnopuaa B 500 MI cyxeoro
MeTuneHavxnopuaa npu -60°C  aoGasnsncs
pacteop 154 wmn (185 r, 235 wmmonen)
OMMeTUnCynecokenia B 25 Mn
MeTUNEHXNopKaa no Kanndam Ha npotTskeHun 10
MWH. PeakunoHHas cMechk nepemMellnBanach B
TeveHne 10 MKH, 3aTeM mMeaneHHo aobarnAnochH
10 r (98 MMOINeR, Aldrich)
3,3-gumeTun-1-6ytaHona. [lepemewnBaHne
NpPoOOrKanocs B TeYeHWe AONOMHUTENLHbIX 20
MWH, 3aTtem fgobasnsanock 68,1 mn (489 mmoneid)
TPUaTUNAMWHA, U pPeakUMOHHOW cMecKn gasarnu
BO3MOXHOCTb  MOAOTPETBCH [0  KOMHAaTHOM
Temneparypel. 3atem pobaenanacs soga (50
M), OpraHUYecKUA cnoi oTAensancs, a BCAHLINA
Crnol sKkcTparvpoBancs metunexHxnopugom (30
mn).  OpraHudeckue cnon  o6bednHANUCE,
npomMblBanuch nocnegosaTensHo 1%-HbIM
BodHbelM  HCIl, BOAOH, HACLIWEHHBIM BOAHLIM
BukapboHatoM HaTpWa, BOACA W CONEBLIM
PACTBOPOM, CYLUMNWCE (cynbchaTom marHua) v
KOHUEHTpUpOoBanucL B Bakyyme, faeaq 3.3 T
(33%) UeneBoro coeguHeHWs B BUOe neTyuyero
HEenToro Macna.

2)
(3-Kapbokcrnnponun)TpuderundpocOHUAG poMK
a.

Cmecs 100 r (599 wmmoneid, Aldrich)
4-BpomMmMacnaHORA kucnoTel U 157 1 (599 mMoned,
Aldrich) TpudenundhocthnHa Harpesanacs A0
130°C B TedeHWe 2 4. PeakuuoHHas CMECHb
oxraxganace [0 KOMHATHOR Temneparypbl.
Monydawleeca B pesynsrate TBepace
BellecTBo conobunuanpoeanocs B 250 Mn
ropsyero xnopocdopmMa, 3arem paabaensnock
200 mn amstunoBoro  schmpa. Cmech
oxraxganace [0 KOMHATHOW Temneparyphl,
aateM go 0°C. Teephoe BellecTBO, KOTCpoe
Harpesanock, cobupanocs QUNLTPOBAHWEM U
3aTem cyLIMnock B Bakyyme, gaeasd 240 r (559
MMOnb, 93%) LeneBoro coegnHeHns.

(3) 7,7-ouMeTn-4-oKCTaHoBasA KWCNoTa.

K nepemellmBaemMomy pacteopy 13,7rr (31,9
MMONS) BPOMUCTOrC hocthoHKA K3 YacTh A(2) B
60 mn cyxoro TId B atmocdepe aproHa npwu

-15 °C no kannam potaenanoce 32 mn (1,72 M B
Tonyone, 57,9 mmons, Callery Chem) pacteopa
TpeT-aMmnata Kanuva Ha npotskeHun 10 MUH.
Cwmechk nepemellveanack B TedeHue 0,5 4, satem
K nonydaolweidcs B peaynbTarte OpaHXieBROn
pPeakUuMOHHOW GMeck MeaneHHo AcbaBnancs
pacTteep 2,00 r (19,9 mMonA) ansgernaa yactu
A{1y B 5 mn TI®. PeakunmoHHas CMeCh
nepemelLmBanace npu -16°C B TeueHme 1 u,
3aTeM NpW KOMHaTHOW TemnepaTtype B TeueHWe
20 4 U racunace 12 Mn NeasHOW YKCYCHOW
KMCMOTHI. Monyvatowmiica pacTBop
KOHLUEHTpUpOBancs B BakyymMe, a ocTarTok
pacnpedensancs Mmexay stunayetatom (100 mm)
N HacbIWeHHbIM BukapboHaTom HaTpusa (100 mn).
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OpraHn4ecknin cnoi oTAenAncy, a BogHbIA croi
sKCTparnpoBanca gpaxael stunavertatom (100
mn).  OObefuHEeHHble  OpraHWYeckMe  Cnowu
NpPOMbIBaNUCH nocrenoBarensHo 1%-Hoh
BOOHOW HCI, BOAOW, HAaCLILEHHBIM BOOHBIM
ovkapboHatoM HaTpWA, BOACA W CcOneBbiM

pacTBOpOM, 3aTeM CyluMnuce  (Cynbdartom
MarHusl) W KOHUEHTPUPOBANWCL B BaKyyMme.

OcTartck o4Mwancs G MNOMCLIbH MrHOBEHHOW
Xpomatorpadu  (Mepk OBYOKMCH KPEeMHKS,

rpagueHT: 1% oT 100% sTunaueTtarT B rekcaHe, ¢
0,3% neasHOW yKCycHOW KMcnoTol), gaead 1,75
r (51%) ueneeoro coeguHeHWs.

(4) 7,7-OvmeTunokTaHoBas KUcnoTa.

K nepemelumnsaemomy pacteopy 1,2 r (7,0
MMONeR) coeduHeHna U3 Jactn (A) (3) B 8 mMn
NepaHoR YKCYCHOM KcnoTel aoBasnanocs 0,2 1
KaTanuaaTopa OKMCW MnaTWHbl. [JaHHas cMech
nepemellMBanace B TedeHue 14 4 npy gaBneHWM
Bojopoda 1 atm.  PeakuyuMoHHas cMech
dUnLTpoRanach JYepea LenMTHoe
UNLTPOBansHOe  CpeacTBe, W cunbTpaT
KOHUeHTpupoBanca B Bakyyme. OcTatok
pasbaenancd 50 mn Tonmyona W cHeea
KOHUEHTpUpoBancs. HaHHbIlA npouecc
noetopsncs ¢ nonydeHwem 1.2 r (100%)
LeneBoro coefMHeHUs B BUae Macna.

(B) 7,7-OumeTunokTaHamui,.

K nepemewmnBaemomy pacrteopy 1,21 r (7,02
MMONA) coegWHeHWa Yacth A(4) B 50 mn
Tonyona poBaenanocs 3 mn (134 mmonsa)
oKkcanunxnopuaa. PeakuynoHHasi  cMech
nepemMmellnBanacb B TedveHWe 1y npu KOMHaTHOW
TeMmnepatype B aTmccdepe aproHa, a 3artem
KOHUeHTpUpoBanack B  Bakyyme. OcTaTok
pasbaesnancd 20 w1 Tonyorma M
KOHUEeHTpUpoBancs cHoea. LaHHaa npolueaypa
noBTOpsinack AnA  yoaneHWs  cnejoB
okcanunxnopwaa.  OcTartok  HEeCWULEHHOro
XNOpaHrMapKUaa KACNoTEl Nepemellnsanca B 5
MN MeTaHona, a 3atem gcbasnsanoce 1,17 mn
(8,43 mmong) TpuaTMnamumHa 1 2 mn (9 M, 18
MMOnNeR) MeTaHONBHOro aMmiaKka npu
KOMHATHOW TeMnepaType B atMocdepe aproHa.
Mocrne nepeMmelwlnBaHUs B TedeHwe 16 o
peakUMOHHAs cMeck pacnpefensnace Mexay 3
Mn Boabl U 20 mn sTunauetara. OpraHn4ecKnia
crnow oTAenancs, BOOHBLIA crnon
KCTparuposanca Aeaxgel artunaueratom (20
mn).  OBbeAMHEHHLIE  OpraHUYecKMme  Crou
NPCMbIBANWCE  COMEBLIM  PacTBOPOM,  3aTem
CYLUMNKUCE (cynechaToM MarHus) [
KOHUEHTPUpOBanMcL B Bakyyme, [JaBas
nonyTeepace BeLLEeCTBO. MonyTeepace
BELIECTBO KPUCTANMU3OBaNoOCL C  MOMOLLLH
pacTupaHna ¢ rexkcaHom, aasas 0.5 r (42%)
LeneBoro CcoefWHeHWs B BWde TBepaoro
BelllecTBa.

(6) 7,7-0vmeTun-1-okTaHaMuH.

K pacteopy 0,45 r (2,62 mmona) coeanHeHMs
vactu A(5) B 50 Mn cyxoro AnsTUNoBOro sgupa,
nepemMellMBaeMoMy B aTMocdhepe  aproHa

npu O°C, aobasnanoce 0,11 r (2,9 mmons)
anioMUHWArMApKAa NUTWA. Beidensanca ras.

PeakunoHHas cmeck nepemellnBanace nNpu
KOMHaTHOW TemnepaType B TedeHue 4 aHel. [pu
SHEePrMyHOM nNepemMellUBaHWK  peaKUMOHHas

CMECb OCTOPOXKHO racknack NocrneaoBaTensHEIM
JoBasneHuem 0,02 mn Bogbl, 0,02 Mn 15%-HolA
BOOHOW rmapookuck Hatpua, 0,072 mn Boasl 1 1
Mn  auaTunoeoro  achupa.  ObpasosbiBancA

Oenbid ocapok. ocne nepemellnBaHWA B
TeuyeHre 05 4 cmeck unbTpoBanack W
hUNLTPaT KOHUEHTPUPOBANcA B Bakyyme, W
nonyyanocsk 0.4 r (89%) »xenToro macna. [JaHHoe
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MAacrno KpUETaniM3oBanock pacTipaHvem G
rekcaHoM MW xnopocopMoM, Lasas Lenepok
AMUH.

B.
[18-(1 ee2ao3cdar )]-2-[[3-[4-[[(7,7-OumeTunokT
nnyamnHo]-kapGoHUn]-2-oKkcaso- nn) 7)

okcabuumnkno[2,2,1rent-2-nnjMetun]GeHsonnpon
aHoBas KUCNoTa, MeTUNoBbId adup.

K pacteopy 140 mr (0,36 mmons)

[18-(1 & 2030d e
1-2-[[3-[4-(KapboKcK)-2-okcasonun]
-7-okcabuumkno[2,2,1]rent-2-mn]
MeTun]6eH3onnponaHoBol KUCNOTbI,
nonyyeHHOR Kak onicaHo B NpUMepe 2, YacTs J,
nepBLI abaal, B 4 MN CyxXOro MeTuneHxrnopuaa
{(neperHaHHoOro K3 nNaTUOKMCKH  cpocdopa)
nobaenanace 1 Hebonbllas  Kanns
anmetunndgopmMammnaa o nocneayHoLwmm
pobaeneHnem 40 mikn (0,46 mmong, Aldrich)
OKCanunxnopuaa. PeakumMoHHas  cMmechb
nepeMelLMBanacs 4o Tex nop, noka He
npeKkpaTuTed BelgeneHue rasa (okono 20 MUHYT),
3aTeM CMeCk KOHUeHTpupoBanack B BaKyyme,
[aBan HeOuUMLLEHHbLIA XIopaHrapng KMCnoTel B
BUOe ﬁﬂe,ﬂ,HO-MEJ'ITOFO TBEpPLAOro selecrea.

K pacTBoOpy HEeOYULEHHOrC XnopaHrapuaa
KACMOTEL B 3 MN  CyXOro MeTuneHxnopuaa
(neperHaHHOro W3 nNATUCKUCK  dhocdepa),
oxnaxaeHHoMy o 0°C, pobasnsnccs 63 wmr
{80% ) (3KBMBANEeHTHO 51 Mr YWuCTOro amMuHa,
0,32 MMonA) amiHa K3 4YacTh A, 3aTem K
peaKkuWoHHOR cmecK gobaBnanca pactsop 65
MKn (0,46 mMMonsa, nNeperHaHHoro W3 rmapuaa
Kaneuus) TpusTMUNAMMHA B 1 M CYXOro
mMeTuneHxnopuaa. Cnycta 30 MUH peakuMoHHasn
CMecb pacnpefensnace wmexgy 15 wmn
MeTuneHxopuaa u 15 Mn BoAbl, OpraHUYeckui
Cnoii  oTpendncs, WM BOAHLIA  Croi
3KCTparvpoBanca OONonHUTENbHEIMKM 15 Mn
MeTuneHxnopuga. ObbefWHeHHble
OopraHudeckue CrnoM cylwunucek  (Cynbdhatom
MarHus) KM KOHUEHTPUPOBANWCE B BaKyyme,
[aBag HeouWLlEeHHOe TBepfoe BeLlecTBO.
HeounweHHoe TBEPOOE BELLECTBO
noggepranoce MIHOBEHHOR  XpomaTtorpaduu
{(Mepk, OByokuCb KpemHWd, 12x2.5 com, 1:1
atunauertar/rekcaHd), paeas 135 wmr (0,26
mmongs, 81%) ueneesoro amuHa B Buae benecro
TBepaoro BellecTBa.

C1S-(1ax2 o, St C
V-2-[[3-[4-[[(7, 7-OnMeTrnNnoKTUN)amMuHo]-KapOoH
nn]-2-okcaso- nunj-7-
okcabuunkno[2,2,1rent-2-unl-metrn]6eHsonnpo
naHoBas Kucnora.

K cmeck 134 mr (0,26 mmond) amuaa Jactu B
B4 mn TI®/1 mn Boasl goGaenanock 22 mr (0,51
mMongd, Aldrich) MoHornmgpata  rmapooKucK
nutua. PeakuMoHHaa cMeck nepemellnBanach
npyv KOMHATHOW TemMnepaType B TedveHue 2,5 4,
3aTeMm racunace gobaeneHwem 1 mn 1 M HCL
Cmeck pacnpefensanace Mexgy 20 mn soabl U
20 wMn  eTMnaueTaTta; OpraHWYeckMi  Crnomr
OTAENSANncd, cylwuned (CynetatoMm mMarHus) i
KOHLUEeHTpUpOBancs B Bakyyme, faeas

10

15

20

25

30

35

40

45

50

56

60

29

HeouULLeHHoe TBepOoe BeLLEecTBO.
HeounweHHoe TBEPOOS BeLeCcTBO
NepekpUcTannaoBLIBaNocs (CMeck  ropaYui
sTunauertar/rekcad), pasas 100 mwr (0,20
MMons, 77%) uenesol KMcnotel B BUude Genoro
TBepgore sewecrea, T.nn. 151-153°C.

WK (KBr). 3409, 2950, 2932, 1726, 1649,
1603, 1520 cm™".

270 My H amMP (CDClg)s, 8,15 (c. 1H),
7,27 (c. 1H), 710 (m. 4H), 498 (o 1H),
439 (o 1H), 3,38 (m. 3H), 290 (1. 2H),
2,55 (1. 3H), 2,34 (t. 1H), 2,20 {(ga. 1H),
1,80-1,00 (M. 14H), 0,81 (c. SH).

87,5 My 13C AMP (CDCly)s 176,2, 163,9,
160,8, 141,0, 138,55 137,8, 136,0, 1297,
129,0, 126,7, 126,5, 79,7, 78,7, 50,0, 470,
442, 392, 34,7, 32,5, 30,3, 29,9, 296,
280, 274, 27,0, 245,

MC (CLY: 511 (M + HY*

TCX: Rf {cunukarens, 1: 9
meTaHon{Metunenxnopung) 0,20, wmonubgar
aMmMoHKUa/cynbdaT uepna 1 YO, roMoreHHbIn.

AHanma anga CsgHaoN>Os:

BbelyucneHo: C 70,56: H 8,29; N 5,50.

HahpgeHo: C 70,44; H 8,42; N 5 50.

[MpUmepbl  OONOMHUTENBHBIX  COeoMHEeHWUA
COIMAacHO HacToAWweMy WU300peTeHuno, KoTopkble
MOryT ©OblTb NOMyYeHbl MpPU  BbINOMHEHWK
npoueayp, CNUCaHHbIX B ONWCaHWUK, BKNKOMAT,
HO He OrpaHu4YMBalTCa UMK (CM. Tabn.).

®opmyna nsobperteHus:
WMHTEP®EHWIEH
7-OKCABMUMKNOrENTUN3AMELLERHHBIE
FrETEPOUMKNMYECKWME AMAOHBIE AHANOMA
MPOCTAIMMAHOVHA obuwer dhopmynkbl

¥Y-(CH_» -R
4 Zn

(CHZ) —@
R
\RZ

Flois

rofem1 v 2;

nO 1wunn 2

Y 0, oguHapHas CBfA3b NPKW YCNOBUMK, YTO
ecni n 0, To Y ogMHapHas CBA3b;

R COOH, CQOO-Huawwni ankun, CHaOH,
CONHR3, rae Rz - BOAOpOA MNKU HA3SLWWEA ankun;

Ry Bogopod, HW3WWIA  ankun, HW3LWKA
ankeHWn, HU3WWA ankMHU, NUNepuanHUn-, UM
MMUAA30NUN-HU3WKWA ankun, Cg-Co-LMKNoankun
- HU3LWKIA ankvn, cheHun, BO3MOXHO
3aMeLUeHHBIA  TMOPOKCK-, OEeH3aWNOKCKU- UMK
HW3LWer ankoKCUrpynnor, gudeHnn mnn deHun
HW3LWWIA ankun, rae heHWn BO3MOXKHO 3amelleH
ankUneHoW, cyNbOHUMNBHOW, MMAPOKCUNEHOM,
rarnowaHOW WM HU3LWeR ankunMepKanTorpynno,
WNy LUKNorekcunneHTamnaorpynna;

Rg Bogopod wniu Cq-Cg-ankumn.
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Taﬁnuua'T

Homep (rnpumep) \

CipykTypa

AAIPA 150 MM

33,961
g}

34,033

(2)

34,107
(1u)

34,153
(9)

311@160

34,307

(52)
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0.0020

a.0040

0.0027

0.0050
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Npoponxenve Tabn, 1

Homep (npumep) Crpyktypa ) AAIPA 150 Mkm
0 cCOH Ma
34.374 /NJ/U\ /\/\/@MO 0.0075
/ N Me
(16) o) H
34,383 0.0030
(19)
34,390 00120
L17)
34,398 00028
(20)
| :
L :
Co,H
34,447 15750
(59) Wh
. :\4 CO,H
. fo) 2
34,448 /T])\N/\/\/b\ 0.1535
(60) | »

-31-
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Hpop,onmeu_v.e Tabn. 1

Homep (npumep)

Crpyktypa

AAIPA 150 mkm

24,451
(18

34,455

(1s)

34,486

{(61)

34,504

| {12)

-32-

0.0070

0.0045

G.0625

0.0105

0.0075
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Mpogonxerue tabn, 1

Homep (npuMmep)

CrpykTypa

34,534

(1!

34,550

(23)

3,553

34,578

(41)

34}595

(64)

0
N

CO,H

J/LN VN N

H

CoH

-33

AAIPA 150 Mrm

0.0200

0.0010

[y

0.0200

0.0825

0.0t40
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fMpoponxeHune Tabn. 1

Homep (npumep)

CTpykTypa

34,607
(46)

34,613

(22)

Ak, 614

(21)

34,630
('54{)

34,634

(25)

34,640

(24)

.34~

AAIPA 150 MKM

0.0010

0.0070

0.0030

0.2900

D.0060

0D.0260
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Mpoaonxenwne tabn, 1

Homep (npumep)

CTpyktypa

AAIPA 150 Mkm

34,641

(55)

14,642

_,_
S}
whd

R

34,649

{20)

34?650

{56)

34,653

(27)

-35-

1.5450

1.0800

1.0800

c.0120

0.0090

0.0040
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Mpoponxeuve vabn, 1

Homep (npumep)

34.643

@zl

34,645
(548)

al,661

(31

39,662

(32}

34,664
(20}

H 0
~.-H
5-Mae
0 0
N
N/-\\/\\/,‘::/'_
H

-36-

AAIPA 150 Mrm

0.0230

G.0020

0.0100

0.0070

0.0020

0.0045
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Mpoponxenue tabn. 1

Homep (npumep) Crpyxkrypa I AAIPA 150 mrm
34,670
(29,
0.0030
34,671
(30) 0.0070
3,878
43
() 0.0640
34,682
(31) 0.0060
.3 6583
(35}
0.0060
34,684
(23)
0.0050
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Mpoponxenue Tabn. 1,

Homep {npumep)

Crpykiypa AANIRPA 150 Mim

14,685

34,6485

(s

5[;,692

(16)

34,718

34, 731
(65)

34,796

(38)

/L

0.0030

0.0010

w— T co,n

- — o]

! N 0.0100
/_7)’\“/\\//\ =
.

H™ S
H A\~
7N
0.0080
0.009%
coH
Mea

J(Mn d.0120
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Mpogonxkenue tabn. 1

[ AAIPA 150 mKmM

Homep (npumep) ‘

34,805 0.0120
(39)
14,811 0.00A45
@)
F
31{’331 0.0060
34,B73 0D.0AAD
(44)
34 184 0.0020
34,902 " 0.0160
D)‘Nu
(40/‘ 0= Mea
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Mpoponxenuve tabn. 1

Homep (npumep)

34,943

(37)

34,978

{47)

34, 991
(51)

34/)959

(48)

35,099
(49)

-40-

0.0049

0.0040

0.0040

0.01356

0.0140

Crpyktypa - l AAIPA 150 mrm
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