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- H, n~NO,-C¢H,-CH, nmu ankun
[PH HAITMYHHM TpoTHBOWOHA; R, — nMpHaH-
HUit, WM 3aMemeHlble NMUPHAHHWA, HMHAA~
THOMOPPONMUHHIA, nuIepa3sHHHi,
MopdOJIHHIBT; A — 3THIIEH, He 3aMelme HHbI
wiH 3amemennsbiit CH,, obnapalmix aHTH™
HaKkTepHanbHO aKTHBHOCTBK H HCNONbL™
ayeMplx B MefHiHHe. llens — ynpomenue
npouecca. llocsenuuit BenyT B ORHYy cTa~
nHi0 H3 COOTBETCTBYWmEro kerosdupa,
nudenwtbochaTa AHHIONPONKWIAMHHA H
NpoOHU3BOMHOTIO MepKanrtaHa (M) B cpene
OpraHHyecKkoro pacTBOPHTENA npH TeMm=
neparype ot —15 C 0O KOMHaTHOM, JNyy-
me npu (-15)- -(15)°C. B xauecTse MI
ucnonp3ywr THon HS =A-R,, roe Au R,
HMeloT yKazaHubie sHauennsn. Hoswdt ne=
XOAHbIY THONI ABASIETCS JIErKOMOCTYTHBIM
coenMHeHHeM, MO3BONAKMIM BECTH NMpO~
Hecc B ONHY cTafuio, 2 3.M. b=nbi,
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HaoﬁpéTeHne OTHOCHTCA K cnocofam
NOJIY4EeHHA MNPOH3BOAHMX kapbanenHeMa o6~
me#t dopMynH

OH y
HSC z S-A-RZ
0# — N—-COOR,
rne R, - Bonopon, napaHHUTpoGeH3HIIbHAR

WM annunbHas SamyTHaAs TPYN-
na mpH HaAMUMM TaKXe MPOTH=
BOHOHA}

Rt = NHUDHOMHHI WIH 3aMemeHHbe ITH-
- pHOUHHI, HMHDa3o0IIHH, THOMOP-—
donuuul, nHmepasHuuit, Mopdo-
JIHHHI ) '

A = 3TWIeH, He3aMEmEeHHBIt WIH 3a~

MemeHHbIt MeTHIIOM, IHKIIoreK—
cun, '
ofmamalomuXx aHTHOAKTEPHANILHHIMH CBOM=
cTBaMH, .
Uenbo HsoGpeTeHUA ABAAETCA ynpome=
HHe Mpouecca 3a CUeT HCIOIb30BaHWA
B KauecTBe HCXOOHOTO MPOOYKTa MeHee ’
AOPOroro H NEerkKoAoCTYNHOro THONA 06—~

meft GOpMYyNH

~  HS-A-R,,
}ne A u R, uMewnT ykasaHHoie 3HA4YEHHA.

Mpwuwrep 1. llonysenune 3-/2/1-
~mupHuOHHHR / 3THITHO /~66(~/ 1~/R/-0KCH~
artun/7-okco-1-asabuunkno/3.2.0/rent~
-2=-eH=-2-KapbokcHnara.

A. 1-/2-MepranrtosTHn/nupHaHHuiiMe =~
TaucynbdoHAT.,

B cycrieH3Mio NHpHAHHHIAMeTaHCYNnbdo=
HATAa B NUPHAHHe, TMOJYUEHHY0 NPH No=
MOm4 mobamieHHs no Kamam MeTaH (Mo~
o) cynvdoxucnors (1,95 mn, 0,03 mons)
B mpuaun (8,0 vn, 0,099 Monb) mnpu
OXJIaXLeHHH, MO6ABIAANT 3 THIEHCYIIbOHN
(1,96 mn, 0,033 monb). TonyueHHYI
B pe3aynbTaTe CMeCh NepeMemHBanT MpH

' 55°C B Teueume 16 U H KOHIUEHTPHUPYIT

[IpH TOHIKXEHHOM HaBJIEHHH [0 TYCTOro
cHpona, KOTOpbil CMemMBalT C HECKONb=
KHMM MWUIHIIHTPAMH BOIHW. PacTsop CJiH-
BalT Ha BepxHiow uyacTh kqnoHus (40 x
x 16 cM) 3 u-6onganaka C-18, xoropas
amoupyeTca Bonoit. JHodunusaumua cooT-
BeTCTBYINHX dpaxkuu¥t naetr HecuBe THbHM
cupon 6,5 r (917). ,

B. 1-/2-MepkanToaTun/nupuaAnHiiixno=
pHa.

MetTon A. BoaHmi#t pacTBOpP HEOYHmMEH™
woro 1-/2-mepranTtoaThun/nUpHAHKHAMETAR=
cynpdonara (9,4 r, 0,04 Monp) cauBaLT
HAa BepxHmow uacTh konoHmst (2,5x 41 c™)
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#3 nepmyTtHta S=1 C1”. Konoura a3mon-
pyercs Bomo#t co ckopocTbio 0,5 mn/mun,
COOTBETCTBYMMHe GRAKUHM COENHHANT H
B pe3synbTaTe nHobHIH3aUHH NOMYYalT
xentosarteit cupon 7,0 r (100%Z), xoro-
Pl HUCMONB3YETCS Ha CcltenywmeNt CTaoWH.

Meton B. B nmpenBapHTeNBHO oXilax—
OeHHust- (nenAHas BAHHA) THPHAHH
(5,6 M1, 70 Monp) mOBABNANT XIOPTHA—
pat nupupuna (4,05 r, 35 mmons) B
cynbdun stunena (2,1 mi, 35 mmons).
CMech narpesanT no-65°C u mepememmBa—
©T 75 MHUH, B pe3yabTaTe yero nosyua-
10T nByxba3Hyw cucTeMy. Bonee nerkywo
dasy ynanswer, OcTaBmeecs Macio npo-
muiBaloT npocTeM sdupoM (5 x 10 Mi) u
ob6pabareiBalT riTy6O0KHM BAakKyymMoM, B pe-
3yAbTATE Yero NoJy4anT HCKoMde coe=
nuHenue (90~1007), koropoe HCloNb3y=
0T Ha crnepywomeR cTagHH, o

C. NapauurpoSensmun=-3-[2-/1-nupn~
puuuit/ sTnTio | -6t~ [1-/R/~okenaTun] -
-7-okco-1-asabuunkno/3.2.0/rent-2~
-eH-2-KapOoKCHNIATXIIODHI .

PacTsop napaHquoﬁeusun;6d5[1~
-/R/-oxcnaTnﬁ]3,7-nnoxco-1-aaaﬁunnx—
no/3.2.0/rentan~-2-kap6okcHiara
(6,09 r, 17,5 MMonb) B auUeTOHHTPHIIE
(20 mn) oxnaxpawor mo +5°C B aTMocde=
pe asotTa M o6pabaThiBawT nociiefoBa=
TeNbHO MHUH3ONpONnHNsTHRaMuuoM (3,65 mn,
21,0 mMons) u nudeHnnxnopdocdaTom
(4,34 Mn, 21,0 mMonn) . lonyueHuyo B
pe3synbTaTe cMech nepememuBanwT 30 MMH
mpu 5°C, oxnaxgawr no -5°C M ob6paba-
THIBAWT TNOCJIEN0OBATENbHO PACTBOPOM He=
oummenHoro 1=/2-mMepranToaTun/nUpuUnoH—-
mixiopupa (4,3 r, 24 mMons) B
N, N-rmumetindopmamune (1,0 mn) ® no
KanaM auusonpomusns twiaMuHom (3,65 mu,
21,0 mmonb). PeakuuoHHYO cMeChb Mepe-
MemuBawr npH 0°C B Teueume 1 u, ox=—
naxpaor no -30°C M nepememMBanT eme
15 Muu. TBepfioe BemecTBO OTAENAWT
éunbpTpauHet M NMPOMBIBAKT XOIIOAHBM
(-30°C) aueronurpunom (5,77 r, 65%).
OWIBLTPAT H NPOMMIBOUHYIO XHIKOCTh coe=
IOUHAIT H pa3BaBifAiloT MPoCcThiM 3GHP oM
(150 Mn). BepxHuii cliolt [ileKaHTHpPyeTcCH,
a cMony pacteopsakT B Bofme (40 mm),
conepxameil 1OCTAaTOYHOE KOJIHYECTBO
LALEeTOHHTPHNIA ANAA TOro, UYTOOH MONMYYHTDH
pacTBOp, KOTOpHH CIHBaeTCA Ha BEPXHION
yacTs xonouHs (3 x 10 cm) Mapn-Gon-
nanaka C-18, 3areM KONOHHV  3MICHPYIOT
cmechio 107 anerountpriia - 907 Boaw
{150 Mn) u cMecbio 507 aueToHHTpHIIA =
507 Boam (100 mMn). CooTBeTcCTBYHKNIHE
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dpaKHIH COeNUNANT M NHOMHIM3YKOT noc=

e TOro, Kak aueTOHHTPHI 6blUl yAajieH

Mo BakyyMoM, UTO [laeT B pe3yinpTarte
KesToBaThi nopouwok. Lro AMP-cnexTp
YKa3.BAET'HA NPHCYTCTBHE HCKOMOTO CO=
eIMHeHHsT, CMEemAHHOTO C HEeKOTOPbM KO-
MHYECTBOM NMapaHuTpoSeHsun—3/2-/1-au~
pHounmi /atuntuo/—66~/1/R/~okcuaTun/-
-=T=okco~1-asabuumkno/3.2.0/rent=2-_ 44
-eH-2~kap6oxkciutarnudenibocdara (2:1),
Mopowck pacrteopsawT B Bome (B MMHN-
ManbHOM KOMHYECTBe) H APOMNyCKAawT ye-
pes konouny (1,5 x 21 CM) H3 NepMyTH—
Ta S f1C1"c Bonoi. Jlmodpunusauus co- g
- OTCTBETCTBYWMHUX ¢pakuuii naet 1,§ r -
(207) mnckoMoe coemHHEHHe. .

D. Napanurpobensun 3-{2-/1-nupuau-
Hui/ 2TunTHO| =bol~ [1-/R/~okcHaTun] -7+~
-okco-1-azaburuxno/3.2.0/renr~2-en~
-2~kapboxcunaroudeHsndbocdar.

PacTBop napaHVTDOGeﬂsun-bd-ﬁ-/R/-
—oxcusTuﬁ]*3;7—nuoxco—1~aaa6nuuxno-
/3.2.0/renran-2-kap6Sokcunara (0,174 r,
0,50 mmonb) B aueToHuTpune (2 MI) OX= 5
naxmaor no 0°C B aTMocdepe asora H
06pabaTHBalT MOCIeN0BATENbHO THH3O~
nponunatunamanom (0, 150 M, 0,60 MMOsIB)
H nubenunxnopbocdarcm (03124 M,

0,60 mmonb). IonyueHHbt B pesynbTare
pacTtBop nepemenmsawt 30 MHH npH 0°C
K o6pabaTeBawT TMocienoBaTelbHO pacTt=
BopoM 1-{(2-MepKanToO3THI) MHPHAHHHIA Me=
rancynsdouara (0,170 r, 0,72 mMonb)

B auetouurpuie (0,6 Mn) M OHH3OMpO—
manstunamurom (0,150 mn, 0,60 mmons). 35
PeakuHoHHYI0 CMECh NepeMemHBanT MpH
0°C B TeyenHe 15 MWH, pa3BaBIALT X0~
nonuoit (0°C) mopoit (7 M) u ciauBalT
ka Bepxuioo uacTs xomonun (1,5°x

x 6,4 cM) u3 p-Goumanaka C-18. Ko-
JIOHHA 3JIKHDPYETCH CMechl aleTOHWUTDHNA
(25-50%) B Bome (75-50%). CooTBeT-—
cTBylmMe GpaKUHH COEAHHAWT H JIKODH-—
AM3VIOT I[OCJeé TOro, XakK aleTOHHTPHI
ynamneH non BAKYYMOM, B pesysbTaTe
yero MONY4alwT XelTOBATHE IOPOMOK
(0,33 r, 927). -

E. 3—[2-/1—Hupnnnﬂnﬁ/3TunTnd}—
—6y.- [1-/R/=okcustun] ~7/-okco-1-asa-
6uumrno/3.2.0/rent-2-en~2-xapfoxcu-
nar.

MeTon A. B pacTBOp mapasHTpoOeH-—
aun-3-[ 2=/ 1=nupupuumit /3 THNTHO] ~60l~
~[1-/R/~oxcnaTun] -7-oxco-1-a3abuunk=
no/3.2.0/rent-2-en-kapGoxcunar aude-
uundocdara (0,16 r, 0,22 Mmons) B
"mokxpom" Terparuapobypane (10 mm)
noGasnswr npocTtoit adpup (10 mn), kanu-
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et hochaTHLlt 6yhep MOHOOCHOBHOIO
ruapata okucHu watpus c pH 7,4 (16 mm,
0,05 M) u 107-uwii nannanuit Ha npeBec—
noM yrne (0,16 r). HNonyueHHyw B pe-
aynbTaTe CMech MOABEprawT rHIpOTeHH-
sauHH npu nasnenun 2,812 kr/em? B Te-
yeHe 1 4 npu 25°C. IlBe ¢asn pasne-
ngi0T H opranvyeckyw ¢asy 3KCTparupy-
ot sonoii (2 x 3 mn). Bonawe pacTBopb
COefMHSIOT, MPOMBIBAKT NPOCTHM 3GDHPOM
(2 x 10 ML) ¥ CIUBAKT HA BEpXHIOW
uacTb Komonusl (1,5 x 6,2 cM)  H3
P—60Hnansxa C~18 nocne Toro, Kak cie=
Abl OPTaHHYECKHX pacTBOpHTesiell ynane-=
Hb! TIO, BaKYYMOM,. 3IOHDOBaHHE KOJIOHHB
BOOOil naer mocfe JTHOGWIH3AIMH COOT™
BeTCTBYIOMHX GpaklHit XeJTOBaTLII MOpo-
mok (0,062 r, 847).

Meton B, B pacTsBop xnopuoa napa-
HuTpo6eHawn~3-[2-/1-nupnuannuit /3TN~

. THO |~bo~ [1=/R/~okcHaTHN] =7-0KCO=1~

-aszabumukno/3.2.0/renr-2-eu=-2-xkap6ok—-
cunara (5,77 r, 11,4 vMMonb) B KanHe-
BoM docdhaTHOM Gydepe MOKHOOCHOBHOTO
ruapara okucu Hatpua (170 mi, 0,2 M,
pH 7,22) nobammnsawT TerparHgpodypau
(30 mn), npoctoit adup (30 M) u 10%Z-
HbIt mannanui Ha gpeBecHom yrie (5,7 1),
[loflyyeHuyw B pe3ynbTaTe CMechb NonBep—

[+
-ranT THIOpOTeHH3aiMH npu 22 C npH pas-

neuun 2,812 kr/cM? B Teuenne 1 u M
punsTpyloT Ha npoknanke llenHra. Ilpo-
xrmanky npomsBapT Bomoi (2 x 15 Mu).,
GUNBTPAT H NPOMBIBOUHYI XHAKOCTH COe=
OUHAIT W pa36aBnswT MPoCTbM 3GHPOM
(100 mn). Bonmuyw $asy oTmenswT, MNpO—~
MpiBaleT mpocTbM adupoM (3 x 100 mn) H
C/IMBAKNT Ha BEPXHIW UYAaCcThb KOJIOHHBI
(4,5 x 20 cM) u3 p-6oupanska Cc-18
nocjie TOoro, Kak Nof BakyyMoM ObulH
ynoajrieHsl BCe OpraHHyeCKHe paCTBopHT?—
U, DmoupoBaHHE KOJIOWHB Bomod, a 3a—
TeM cMechio 17 aleTOHHUTpHWIA B BOAe na<

.eT nocjie nHopHIIH3IAUHH COOTBETCTBYW™

'mux dpakuit 2,48 r (65%) ncxomoro
/COeHHEeHHA B BHOE XenTOBaTOro nopom-
Ka. AHATMMTHuUeCKHe NaHHble HOeHTHUHbBIE
TeM, 4TO OblIH IIpOBeneHu ONA CoelHHe=
HHA, MOJIYUEHHOro MeTopoM A,
Npuwmerp 2, Nomyuenue 3-[2-/1-
—/3,S—nHMeTHnannnuHuﬁ/3THnTnQ]-&i-
—[1—/R/-0KCH3THn -7-oxco—-1~-a3 abHipk-
n0/3.2.0/rent-2-eH~2-xap6oKCHAATA.
A. B cycnensuw 3,5-nyTHOHHHE Me—
TaHcynbpoHaTa B 3,5-morunmue, nojay-
YeHHYI NpH noMoumd mobaBlieHHA Me-
tan(MoHo) cynbdokucnors (0,65 M,

0,010 mons) B xomonuesl 3,5-nyTHaHH
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(2,51 mn, 0,022 monb) nobaBnsaoT Cynb=
¢un stunena (0,655 mi1, 0,011 momb).
ITonyueHHyw B pesynnTare cMech fepe-
MemmBawT B aTMocdepe azora npu 55°C -
B TeueHHe 24 u, OXJARMAWT O 23°C u
pas6asnsar Bomoit (5 Mn) M NpocThHM
adbupom (5 Mn), Opranwueckuil ciioff oT—
nenswor, a anxhﬁ pacTBOp MPOMBLIBAKT
npocTeiM 3dbupoM (6 x 4 mn). Crenst npo-qQ
crtoro adMpa ynanswoT nox BAaKYVMOM,
a pacTBOpP HAHOCHAT HA4 BEPXHIW 4acTh
konouns! (2,5 x 6,0 cM) us M -Goupa-
nska C-18, Konmonua sjioupyeTcss BOHOH,
B pesynbrare nuodbHIH3 AU COOTBET— 1
cTByMHX $pakuuil nonyuawT SecnBeTHHH
cupon (2,4 r, 917%). .
Paccuurano: C 44,09y H 6,66}
N S,14; S 23,54.
CioHaq NO3S,- 0,5H,0
Hanimeno: C 44,26% H 6,49; N 5,17;
S 24,18, -
B. Mapauurpobenamn 3-[2-/1-/3,5-
—nuMe THANUPHAHHHE/ /=3 THnTHO | =60~ [ 1=~
- =/R/~oxcuatwi] -7-okco-1-a3abuuuxno=
/3.2.0/rent—~2-eH~2-kapGoKcHnaTaupe~
wundocdar.
B xonommpit (0°C) pacTBOp napaHuT-
poBensun bu~/1-/R/-oxcuarun/-3,7-ou-
okco-1-azabuuukino/3.2.0/rentan~2-xap- 34
Goxcunara (0,523 r, 1,50 mMmons) B
anetonurpune (6,0 M), xoTopbit nom—
nepxiBawT B arMocdepe aszora, nobap—
asor auusonpormunstuinamui (0,314 M,
1,8 mMMonw), a 3aTeM nudenunxnopdpoc-
dar (0,373 mn, 1,8 mvons). Peaximon-
Hylo cMech nepemermpanT 30 MuH M 06
pabaTnBawT pacTBopoM {-/2=-Mepkanro-=
aTun~/3, S~auMe THI-MHPHIHHHAME TAHC YI1b=
donara (0,493 r, 1,87 mmons) B aueto= .o
Hurpune (1,9 mMn), a 3aTeM AHH3ONPO-
munatunasnom (0,314 M1, 1,8 Mmons).
PeaKUHOHHYI CMeCh NepeMemHUBawT IPH
-0°C B Teuenme 1 u, pa3baBnAwT Xonoa—
" no#t (0°C) Bomo#t (26 1) M. cnMBAwWT HA
_ BepxHioo uacTb konouns (7,0 x 3,5 cm)

U3 y-Gorpganska C-18., SmwupoBaHHe KO-
JIOHHB cMechle 25-50% aueToHuTpHIa -~
75-507 Bonom mocne SHOGHIMH3AUHH COOT—
BeTcTBylomMx dpakimit naet 1,01 r (90%)
MCKOMOr'0 COe[HHEeHHs B BHOE xenTosaTo—0
ro nopomxa.,

Paccuurano: C 58,03}
N 5,48; S 4,18,

Cy7HypNyO1o SPH,0

Haitmeno: C 57,98, H 5,05; N 5,22; 55

S 4,14,

C. 3-[2—/1—/3,S-HnMerunnnpnnn-

HHﬁ//?THHTHd]*ﬁdT[1—/R/-OKCH9THH]‘

5

25

35

45

H 5,26}

~7-okco-1-azabuuukno/3.2.0/renr-2~-
-eH-2-kapbokcunar, '

B pacTBOp napannrpoﬁenaun-B-[Z-
=/1=/3, S-nume THANHP HAMKHI /3 THATHO] =
-6~ [1=/R/=0oKkcHaTHIT ] ~7-0KCO~1-a3abu~
mukno/3.2.0/rent-2-en~2~kap6okcHnar
nudenunndocdara (0,600 r, 0,80 vmons)
B "'mokpoM" Terparunpobypane (36 mn)

.no6apnsior npocToit a¢up. (36 mi), ka-

nHeBbil dochaTHel O6ydhep MOHOOCHOBHOIO
runparta okucH Hatpus (0,05 M, pH 7,4,
44 mn) u 10Z-Hent nannanuii Ha Opepec—
HoM yrae (0,60 r). llonyuesHywo B pe-
3yNnbTaTe CMech 3aTeM TMOJIBEPranT THa~
pPOreHH3aUMH NPH nasnenun 2,812 xr/cm?
u temneparype 28°C B Teuenue 1,25 yu,
OpralHHyecKkHH! CJIOH OTHAEeNAwT H 3KCTpa=-
rupywr 6ydepom (2 x 5 Mn)., Bopmusie
CIOH COenHHAKWT, GHIBTPYWT uepes npo-
knanky llenura, NpoMLIBAKT (IPOCTHIM 3dH~
pom (40 wm1), obpabaThiBaT MO BaKy-=
YMOM C TeM, uToOb YRAJHTBL Clieflbi opra=
HHUECKMX pacTBopHTellei, M CIHBAWOT HA
BepxHiolo 4acTb kosouust (2,5 x 10,0 cm)
H3 py~Goupanska C-18. 3moupoBaHue KO-
noJ:N BOOOH W nHodwnH3alA COOTBET-
cTByomHX ¢paknHit naetT HMCKoMoe coenu—
nenne (0,186 r, 647) B BHme xenrToBa—
TOro MNOPOWKA.,

Mpwuwme p 3. NMonyueune (5R,6S8)-

-3 [2—/3-oxcheTHnanHnnHo/aTnﬁ]-

—THo/—6—[1—/R/-0KCH3THﬁ]—7—oxco¥1—
-azabumukno/3.2.0/rent-2~-en-2-kap6ok=
cunara.

A. 3-OxcumeTnn—-1/2-Mepkato3Tun/mu~

. PHIMHMATPHOGTOPMETAHCYNBDOHAT

TpudTopMeTan (MOHO) CcynbbGOKHKCITIOTY
(1,327 mn, 0,015 Monb) noGaBAAKT NO
KamaM B 3-nupuausMeTaunon (2,91 ma,
0,030 mons), a 3aTeM B cMechb pmobGaBnsa~
T cynbdun 3twiena (0,89 mi,

0,015 Monsp). [lonyueHHyw B pesynbrare
cMech HarpeBawT (Macnaxas BaHna) Ro
50-70°C B aTMocdepe azoTa B TeuyeHHe
20 u, PeaklHOHHYI0 CMeCh 3aTeM Iepe=-
HocaT B H,0 (15 Mn) © skcTparupywr
npu nomomu CH,Cl, (5 x 5 mn)., Bopuyw
$a3y KOHUEHTPHPYIOT MOA BAKYYMOM, a
3aTeM HAHOCAT Ha KoOJIDHHY ofpameHHO-
dazoBoit xpoMatorpatuu C, . JmoHpoBa=
HHU® BOAOH, a 3aTeM BbHNapHBaHHe COOT-—
BETCTBYWMHX dpakuHi naer cepo-xesyroe
Macsio. JTOT MaTepHall CHOBa noaBepra=
eTCA xpoMaTorpabHH, B pe3ynpTare 4ero
MonyuyawT mouTn GecuperHoe macno, [loc=
ne cymku nop Baxyymom (P,0¢) 3To pa-
er uckompit npoaykt (4,50 r, 947) B
BHOe BR{SKOTO Macna.
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B. Mapanurpobenziui—(5R,65-/3-[2-
-/3—0KcheTnnnupunMHHd]3THnTHo/~6—
-[1-/R/~okecnati] -7-oxco=1~a3aGHuUMK~
no/3.2.0/renr=2~eH—-2~-xapboKcHiar.

h pacTBoOp napanuTpobenaun-/5R, 5
65/-61[1—/R/-0KcnaTHn]—3,7-nuoxco—
~1~azaémmkno/3.2.0/rentan-2-xaptok-
cimara (0,174 r, 0,50 mmons) B 2 MI
CYXOTO aleTOHHTPHIA N06ABIANT AHH3IO= {Q

nponwisTunamur (0,096 mn, 0,55 mMMonb)
npH 0°C B aTMochepe asora. 3areMm no
kannsam nobapnsior audenunxnopdocdar
(0,114 mn, 0,55 MMONB) M _PeaKIHOHHYW
cMeChb TepeMemHBalnT npu-0°C B Teueuue 15
- 30 MuH., 3areM no6aBnsglwT pacTBOP 3—O0K-
cuMeTHn—1-/2-MepKanTo3 T /IHPHAHHHA~
TpudTOpMe TaHC Yy BhOHATE (0,223 r,

0,70 mMons) B 0,50 M aneTOHHTPHNA H
nunsonponunatunamud (0,122 wmi,

0,70 mmpnp) .. llocsie BomepKMBaHUA NPH
0°C B Teuenue 30 MHMH peaKLHOHHYIO
cMech KOHIEHTPHDPVIOT IO BAKYyMoM, a
HONIY4eHHYI0 B Pe3yNbTaTe XesTyw CMONy
nepeHocsaT B Bony (AnA YCKOPeHHA pacT— 5
BOpPeHHA CMOE AOGaBIAKT AOCTAaTOuHOE
KOJIMUEeCTBO aleTOHMTpHIa), JTOT pacT—
BOpP HAHOCAT HA KOJIOHHY o6pameHHO~$a=
30Boit xpoMmaTorpabHu C-18, xoTopyik 3a-=
TeM 9mioMpYIOT cMechbio 15% aleTOHHTPHNA
H,0. B pesynbTaTe nHOGWIH3aUMH COOT-—
BeTCTBYIOWHMX GpakiMi MONYy4YawT NPORYKT
(0,305 r, 81%) B BHAe TBEPHOrO Beme=
cTBa 6exXeBOro UBETa.

C. (SR,6S)-3—[2-/3—0KcuMeTHnnnpn-
kgHHHO/STHnTHO]°6‘[1'/R/'OKCHSTHHJ-7-
~okco-1-a3za6uuukno/3.2.0/renr-2-en-
«2~-xapbokcunar.

B pacTBOp napaHHTpoGeH3HN QSR,6S)-
-3-/2—/3-0KCHMeTunnupHnnuno/3TnnTHo/-
-6-/1=/R/-okcuatun/=7-okco-1-a3zabu- 40
uuxno/3.2.0/renr-2-en=2-kap6oxkcwiar
nudbenundocdara (0,145 r, 0,194 MMONB)

.8 10 mn TI'®, comepxamero 5 Kamejb BO~
nw, moGasnser 6,0 M1 docdarHoro 6y-
depa (0,05 M, pH 7,4), 0,145 r 10%-
HOr'O majnanMs Ha OpeBecHOM yrjie H
10 mn npocToro 3dupa. CMecs nopsepra-
ot runporennsanuu (llapp) npH npasne~
uuu 2,812 xr/cM? B Teuenue 1 u, a 3as
TeM OWIBTPYIOT 4Yepes MpOKIanKy Henura. 50
OWIBLTPOBAIBHYI0 JIEMEmKY MPOMBIBAIOT He™
60onbOHMM KOIIHYeCTBOM BOOb H MPOCTOTO
sdupa, a 3aTeM BOAHYI dasy oTnensior
H 3KCTParupyioT MPOCTbM adpupoM. Bopubit
pacTBOp 3aTeM OXIaXAalwT no’0°C, oGec=55
neuyupaor pH 7,0 npu nomomH 6ydepa ¢
pH 7,4. Tocne ynaneHus OCTATOYHHIX Jle=
TYUHWX MaTepHasoB NOJ BaKyyMOM BOMHbEA

20

30

-35

45

- P,0g,

pacTBOp HAHOCAT Ha Kojoiny ofpameHHos
dazoBoit xpoMatorpadi C -18, xoTopyw '
3aTeM 2;lOMpVIOT BOMOH,., B pesynhrare
nUodMNIH3IaAUHH COOTBETCTBYHUHX dpakuMil |
nosyuaor npoaykr (36 mr, 517) B miyie
CBETNO~KENTOro TBepnoro BemecTBa. B
pesynpTaTe OYHCTKH C HCHoIb3oBaHHEM
o6pameHHO~}a30BOIl XHIKOCTHOH XpoMaTo-—
rpadHyd Noa BHCOKHM [aBJIeHHeM nMonyuawT
yucreit nmponykt (31 Mr, 417) B BHOe
TBepqaoro BemecTBa.,.

pusep b, Monyuenne (5R,68)=
-3-[2-/4-okcume THANEPHMHKO / 3 THII=
Tud]—6-[1—/R/-0KCH3THn]-7-0Kco—1-asa—
6mpixio/3.2.0/renr-2-en—2~-kap6okcH-
nara.

A. L=Okcumerwn—1-/2-MepkanToaini/=
nupnnnnnﬁTpHQTopmeTchynbmonar.

B pacTBOp 4-muMpHOHHMeETaHONA
(1,635 r, 0,015 mons) B 10 M CH,Cl,
npu 0 C B arMochepe azoTa TO KamisiM
no6aBasoT rpudTopMeTaH (MoHO) cynbbo-
xucnory (1,327 Mn, 0,015 monb) . Ken-
TOBaTO-KOPHYHEBOE Macyio GeICTPO oTAe=
nsercst, B 3Ty cMech MOGABIAKT JONON=
HUTENbHHE 3KBHBAJIEHT 4-nHpHAHHMETA™
nona (1,635 r, 0,015 Monp) ¥ pacTso=
PHTesIb YOANAKT IPH TOHIKEHHOM napne-
HUM, B pe3ynbTaTe Wero NofyuawT Mac-
no. B sto Macno pob6apnsawT cynbdu
srunena (0,891 mu, 0,015 monp) n mo=
JIy4eHHYI0 B pesyibTaTe ONHOPOIHYI
cMech HarpepalT (MacnAHas BaHHa) NpH-

o
.MepHo pno 60 C B Teuenne 3 y, 3areM
_PeaxlMOHHYI CMeCh MepeHoCsT B 15 Mn
'BOfbl K BOOHRIL PAcTBOP MPOMBIBAIT NDPH

nomomst CH,Cly (5x5mn).Jlocse ynaneis

l OCTAaTOYHOI'O OPraHuyeckKoro pacTBOPHTENA

on BaKyyMOM BOOHLUI pacTBOPp CIIMBAWT HA
KOJIOHHY o6pameHHo-da3zoBOH XpoMaTorpa=
¢uu C-18. B pesynbTare 3nN0HPOBAaHNA
BONOi M MOCJEAYKMero BHNAPHBAaHHA CO~
OTEETCTBYIOMHX dpakuMi MoyyawT Macilo,
KOoTOpOe 3areM CymaT Nnon BaKyyMOoM Hall
npH 3TOM rnonvyanT HCKOMBIIT 11po—
nykT (4,64 r, 977%) B BHAe GecuBeTHO=
ro Mmacna.

~ B, HMapauurpobeHsun [5R,65]-3—[2-
-/ l=0K CHMe THIMMPHAKHKO / 3 THITHO) =6~
~ [1=/R/=oxcnaTii/=7=0Kkco=1~a3abuinK=
no[3.2.OJrenT-Z—eH—xap60xcnnaTnnme-
umngocdarT.

B pacTBOp NMapaHHTpoGeHsm! i5R,
65/-6=[1=/R/=okcuaTun/=3, 7-nHoxco=
~1=azabumukio/3.2.0/renran-2-kapbox-
curara (0,348 r, 1,0 mMonb) B 5 M1
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cyxoro amnetonutpuna npu 0°C B aTMoc-
depe asora noGaRNAWT 1O KAIIAM JHHHIO-
nmpomunatunamun (0,191 mn, 1,1 mmons),
a 3areMm nubenunxnopdochar (0,228 mn,

1,1 MMons), TlonmyueHHslil B pesvabTrare 3
PACTBOP XeJITOBATO~30JOTHCTOrO IBETa
nepeMemuBawT IPH 0°C B Teuenste 40 MuH.

B aToT pacTBOp mOGABIAINT PACTBOD
4=oxcumerun—1~/2-mepkantoa T/ mpH- 10

nuHHi TpHbTOPMeTaHcynwkdonara (0,447 r,
1,4 MMonb) B 1 M7 aueToHuTpuia, a 3a-
Tem puuzaonponunaTuiamud (0, 191 i,

1,1 mmMons). KpacHoBaTo~uepnyis cMony
OTHENANT H3 peakuHoHHO!H cMecH. llocne 15
BblEepxXHBaHHus B TeueHHe 20 MHH npu

0°c peaxiHMoHHVI0 cMeCch BHITLTPYIOT H
KOHUEHTPHDPVIOT nNoad BakyymoMm, 0craTok
MepeHOCAT B MHHUMANBHHE o0beM cMecH
anetounuTpun - soma (1:1) u 3arem ma—- g
HOCHTCSI Ha KONOHHY obpameHHO-)a30BOH
xpoMaTorpaduu C-18. B pesyawrTarte amo—
HPOBaHHUA cMechio 257 aueToHHTDHT - BO-
Ja H nocnenyiomeid gHodWIH3alMH COOTBET-
BeTCTBYIONMX ¢pakuMi nosiyuawT NPOOYKT 25
(0,353 r, 47%) B BHAe TBepnoro neme-
CTBa KPEMOBOI'O 1IBeTa.

C. /SR,6S/-3—[2—/4-OxcheTunanH—
nuHHo/BTHnTno]-6~[}—/R/~0Kcn3THﬁ]—

~7=okco-1~azabumixio/3.2.0/renr~2- 30
—eH-2-KapGOKCHNAT o
CMecr napanurtpobensun /SR,6S/—
-3[2-/4-oxcheTHnnnpunuHuo/3Tunruo]-
35

-6-[1-/R/—0KcnaTuh]-7-0Kco—1-3336u—
uuxno/3.2.0/renr~-2-en~2~xap6okciuar-
mudennndocpara (0,348 r, 0,465 rmons)
H 107-Horo namnanus Ha ApeBeCHOM yr-
ne (0,35 r) B 11 mn docharnoro Gybdepa
(0,05 M, pH 7,4), 5 M1 TI'd u 10 M1
apocToro sdMpa NogBEprawT IHOPOreHH—
sauuH mnpH nasinewun 2,812 xr/em? B Te-
. 4eHune 1,25 u, 3areM cMech bunsTpyOT
* 4epe3d mnpoxnanky lennra, a. BoxmHyw da-
3y IPOMBIBAlOT MPOCThM 3dHpoM (3x). 3a- 45
Tem pH BonHoro pacreopa ofecrneunBawT
Ha ypoBHe 7,0 mpH noMomM NOMOJIHHTENb=
HOro xonuyecTtsa 6ydepa c¢ pH 7,4, IToc-
Jle ynajieHHss OCTATOUHHBX HeTYy4HX MaTe-
PHaNIOB MON BAKYYMOM BOIOHMEI pPacTBOp
HAHOCAT HAa KOJIOHHY ofpamexHo—-(ha3oBoi
xpoMaTorpadun. C<18, B pesynnrare smo~
HPOBAKHA .CMeCblo 27 aUeTOHMTDHN = BOma
H nocnenywomed NHoOHIH3ALMH NOIIYYawoT
XeNTO~KOPHUYHEBOE TBEepHOe BelleCTBO.
3ToT MaTepHan noaBeprawT XpoMaTorpa-
pun (C~18, o6pamennas dasa/H,0), B

40

50

55

10
nykt (0,060 r, 36%) B Bume cpeTno-~
KeJNTOTO TBEPNOro BenecTBa.
'

MTpuwmep 5., Honyuenue 3—[2~/1-
‘/Z‘MGTHHHHDHHHHHﬁ/STHHTHO]'6 ~[1-
-/R/=oxcnatun) =7-okco=1-a3abuuukno-
/3.2.0/rent=2-en-xapbokcunara.,

A. 1-/2-MepranTosTi1/=~2-Me THANMHPH~
auHMiiMeTaucynbhoHAT,

B cycnensuw 2-MeTHIMHPHIHHHIME TAH—
cynppoHaTa B 2-MeTWINUPHAHHE, NOIy-
YeHHYI0 B pe3ynbraTe nobaBneHHS Me-—
tau(MoHo) cynedokucnorst (0,65 M,
0,050 Monb) B XOMOOHLE 2=—METHIMUDHIHUH
(2,17 mn, 0,022 mons), nobasnsioT
cynpoun stHnena (0,655 w1, 0,011
0,011 Momnsb) . PeakitMolHylo CMech nepe-
MeWMRalT B aTMochepe a3zoTa NpH 55°C

B Teuenue 21 u, oxnammawT go 23°C u

pas6BaenawT sBonmoit (5 M), BomHeit pacT—
BOpP NpoOMbIBalT npocTuiM sbupom (6 x

X 4 mn), obpabaThiBaT HOA BaKyyMOM

C Lenbl yAaneHHs CJleNoB OpraHuyecKHX
DaCTBOpHTeHéﬁ H CITHBAKT HA BEepXHIe
yacte komouus (2,5 x 10,0 cM) wus
p-6ounan3xa C-18, KollOHHY 27nH0OHpYIOT
BONOI, COOTBETCTBYmHEe GPaxkiHK Tog=
BeprawnT IHOOWIH3AUHH, B pe3ynbTare
yero nonyuvawot 2,13 r (85%) wuckomoro
COeOHUHEeHHUA ,

B. HapaHnTpoﬁeuaun—3—[2-/1-/2—me-
TrnupuaMHK /3 THNTHO| ~6d~ [1-/R/~0KCH~
sruﬁ]—7—oxco—1-a336uuuxno/3.2.0/renT—
-2-en-2-kapbokcunargudernnndocdar.

b

B xononxsit (0°C) pacrTsop napanur-—
poSenawn—6y~[1-/R/-okcustun]-3, 7-au~-
okco~1-azabuumxno/3.2.0/rentan-2-xkap=-
Goxcunara (0,523 r, 1,50 mMonn) B
aueronutpune (6 M), koTopsit nopmep-
XHBaeTCsa B aTMmocdepe asora, RoBaBIALT
nuusonpormunstunamin (0,314 mu,
1,80 mMonb), a satem nudemunxmopdpoc-
dar (0,373 mn, 1,80 mmons). Peakipion-
HY® cMech TepeMemuBaiT 30 MMH npu
0°c H o6pabaThBalOT pacTBOpoM 1=/2-
~MepKanTo3TWwI/=2-Me THINMHP HIHHUIMEe TaH=
cynsdpounara (0,530 r, 2,16 mMons) B
agetouutpune (18 mn), a saTteMm guu3O-
nponunatunamMuiom (0,314 mm, 1,8 MMous) .
PeakiMOHHYIe CMeCh NepeMEemMMBAKWT NpPH
0°C B Teuenne 1 u, pa3bapnalT Xonom-
noit (0°C) Bomo#t (26 mn1) M chamBawT Ha
BepxHo0 yacTs Konouuwu (3,5 x 7,0 cmM)
u3 U-6onpanska C-18. B pesynwbraTte
3JIIHPOBAHHA KOJIOHHb CMechbio 257 aue-
‘ToHHTpWNa = 757 BOsb ¥ cMeChbio 507
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aueToHuTpwia — 507 Bopgpl noayuawT noc-
‘e AHOGMMHM3ALHH COOTBETCTBYIOMHX bpak—
muit 1,06 r (967) HCKOMOrO COelHHEHHA
B BHMIOe KeNTOBATOTO MOPONKA,

6. 3=-[2~-/1-/2=-MeTwinupunmnmuit /- 3
/aTuntho) ~6ol- [1=/R/=oxcuarin) =7-ok-
co~1-asabaurkno/3.2.0/renr~2-en-2-
~KkapBOKCHITAT.,

. 10
B pacrBOpP napaHHTpoﬁeﬂaun-3—[2-
-/ 1~/2-Me THnnHupUAHHME [ / 3 THIITHO| —6al-
.~ {=/R/-oxcHaTun -7-okco=1-a3zabHuUHK~
no/3.2.0/renrt-2~en-2-xapboxcunaTou-
benundocdara (0,66 r, 0,90 mMonn) B 45

- "mokpoM" Terparumpodypane (34 mi) mo-
GaBnsoT nmpocroit adup (34 mn), kanue-—
BbE1 dochaTHelt Gydbep MOHOOCHOBHOrO
runpara oxucu Harpusa (0,15 M, 16,5 mMn,
pH 7,22) w 107-Huit nannangui Ha rpe-
BecHoM yrne (0,66 r). Ilonyuennyw B
peaynsTaTe CMeCh NMOABEPrawT rHAapore-~
HMsauMH npH naenenun 2,812 kr/cm?
npu 23°C B Teuenne 1,25 u. Opranuvec-—
KHit CJIOt OTHENAT H 3KCTparupywr 6y-
depom (2 x 6 ). BonHbie ciioM CoeaH-
HAKT, GHIBTPYWOT Yepe3 mpoknaaky le-
nHTa, NMPOMHMBAKT MPOCTHM smnpom'b
(40 Mn), obpabaTmBanT MON BaKyyMoM
C Henblo YAaneHHs ClefoB OPrakHYecKHx
pacTBopUTeNnel W CIHBAOT Ha BepPXHOW
yacts konouwn (2,5 x 10 CM)FA‘ﬁOHna-
n3ka C~18. B peaynpTaTe 3JIOHDPOBAaHHUA
KONMOHHB BOAON H NHOOHIH3AUHH COOTBET—
CTBYIORHX pakupi nojyyawT HCKOMOe
Lcoenunenne (0,098 r, 31%Z) B Bupe xey-—
TOBaTOro IOPOMKA.

‘M pumep 6, NonyuenHe 3—[2-

-/ 1=/ b=Me THNMMPHAMHIGE/ S THITHO] =60~
~[1-/R/-okcuarun]-7-okco~1-a3abHiuHK=
no/3.2.0/renr=-2-eu-2-kap6okcuiara.

A. 1-/2-Mepkanrtoartun/-4-MeTHINH-
puaHHHitMeT aHCYNIbOHAT .,

B cycrneH3Hw 4—TTHKONMHUAMETAHCYIDb
doHaTa B 4L—THKONMMHE, NONYYEHHYI NPH
noMomu noGasienus MeraH(MoHo)cynbdo-
xucnors (0,65 mn, 0,010 monp) B
4-nuxonun (2,14 mn, 0,022 Monp), npu
oXJTaxmeHHH N0GaBNANT CYNbHA 3THIEHA
(0,655 M, 0,011 Monp). PeakuuonHyo
cMech nepememMBanpT B aTMocdepe asora
nmpu 55°C B Teuenme 24 u, OXNAxMaLT
no 23°C u pas6aBnawT BOLOH (5 M) u
npocteiM sdupom (10 M) . OpraHuuecKui
cioft oTHoensT, a BOMHBEL CJION MpPOMBIBA“
ot npocTbi adupoM (5 x 5 Mm) K HAHO™ 55
CAT HA BEPXHWI0 UYACThb KOJIOKHbHI (2,5 x
x 10 cM) u3 M -b6oumanska C-18 mocne
TOr0, K&K Npe[BaPHTENbHO MPH MOHHKEH—

20
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- HpYmero pPacTBOPDHUTEJIA,
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HOM JAaBMeHHH ObUTH ynaneHs cJiejb fpoc-
Toro sdupa. B peaynbTaTr? 3J/I0HPOBAaHHA
cmechio 157 auetonurpuna - 857 Bonab
KOJTOHHBl ITOMYHAWT Mocje NHodHII3alMH
COOTBETCTBYIOMHX hpaKipiil 6ecliBe THbHH
cupon (2,66 r, 1007).

B. 1-/2-MepkanTo3Tin/~4-MeTWINH~
pPHOHHHI M napaTtonyoncyinbdhoHarT,

B cycneHsuwo mapa-tonyosn(MoHo)cyab-
dokuenorst (1,72 r, 0,01 Monp) B Gen=
3one (6,5 mn) mo6amnaAwT 4-nHKOMHH
(1,17 mn, 0,012 mMonp), MonyueHuyo B
pesynpTaTe CMeCh NEpeMemHBalT B aTMO™

; (-]
chzpe asora npu 23 C B Teuenne 30 MuH,
obpabaTHBalT CyNbOHIOM 3THIEHA

(0,65 Mn, 0,011 Monb) M mepeMemHBaOT
TpH 75°C B Teuenue 24 u, Eme pnobas-—
nsuer cynpdup stwiena (0,65 mn,
0,011 Monb) ¥ mepeMemWBaHHe MPOROIKA=
1oT eme 24 4 npn.75°C. PeakuHOHHYI
cMech OXNaxnawT [o 23°C u pas6asnAwT
ponoit (5 mn) u npocTem 3dupom (8 ma).
Bomubni cJjoft OTAENSIOT H NPOMBIBAT
npocToM 3dupom (3 x 8 mn). Crmenpt op-
raHHYeCcKHX pacTBOpHTened ynanfswT non
BaKyyMOM, a coenHHenHe noageprawT
XpoMmatorpaduu Ha p4-60nnan3xe c-18
C HCNOnb3OBaHMEM BOMb B KauecTBe 3JI0~
B pesynpTaTe
nonyuawoT 2,94 r (907) uckomoro coenu-
HeHusi B BHOe OecliBeTHOro cHpona.

C. HapaHnTpoﬁeHsnn-B-[2—1-/A—Me—
THnanHnHHHﬁ//STHnTHQ]—61“[1-/R‘0K“
cusrnn]-7-oxco—1—asa6uuaxno/3.2.0/—

renr-2-en=-2-kapboxcunarnudenundocdar.

B xomop Hbli (OOC) pacTBOp NapaHuT=
pobenswn=-6g~/1~-/R/-oxkcuarun/3, 7-auok—
co~1-azabumukno/3.1.0/renTun~2-kap=
6oxcunara (0,522 r, 1,5 mMMons) B aue-
rouutpune (6 Mn), noanepxHBaeMuliii B
armocdepe ésora, nobBasisgT AHH3ONPO=~
manstwiamur (0,314 w1, 1,8 mmMons),

a sarem nubenwtxknopdocdar (0,373 mi,
1,9 mMonb). PeakuuoHuylo CMech nepe-
MemMBapT B TeueHHe 45 MuH H obpaGaTh~
B30T 1O KAaIUlAM pacTBOPOM {-/2-Mepkan-
To3THN /—~4=Me THIMHPHAHHHA MeTaHcynbpo—
nara (0,539 r, 2,16 mmone) B anero-
wurpune (1,8 mn), a sareM AHH3OMPO~
minstunamusoM (0,314 w1, 1,8 mMonb).
PeakIMOHHYl CMeCh repeMelMBanT MpH

0 C B Teuenne 1 u, pasbaBJIAlT XOJIOL~
uoit (0°C) momoit (24 Mn) M CNHBAWT HA
BepxHiolo yacTp xonoHum (2,5 x 8,5 cM)
H3 u—OoHpanaka C-18., B pesynbrare
2TIMPOBAHUA 'KOMOHHN CHAauana CMecow
257 ameTonutpuna - 75% Bomw (100 ),

,saTeM cmechbio 507 apeTtouurpuna — 502
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Boant (100 Mn) u B pesynpraTte nHobHu~
JIH331IMH COOTBETCTBYWNHX dpaxuuii nosy-
ualer 0,91 r (837%) uckomoro coemmunenus
B BHOE XRelTOBaTOro MOpomka,

Paccunurano: C 56,844 H 5,17}

N 5,52; S 4,21.

C3oHa6N30 0 SP+ 1,5H,0

Haiineno: C 56,893 1 5,133 N 5,19;
S 4,41, .

D. 3—[2-/1—/4—MeTnnnnpnnunnﬁ#-
/3TnnTno]—6¢—[1—/R/-oxcn9Tnﬁ]—7-ox—
co=1-azabunnxno/3,2.0/renr-2-ey-2~
~kapbokcunar,

B pacrBop napannrpoBensun 3—[2f
-/1-/4—MeTnnnupHnHHHﬁ—aTunTnd]—6&-
-[1—/R/-oxcn3Tnﬁ]-7-0Kco~1—a3a6nunx~
no/3.2,0/rent-2-en=2-gap6oxcHmaT i~
deHungpocpara (0,587 r, 0,80 mmonn),

B "MoxpoM" Terparumpodypane (30 mn)
RoGaenawT npocToit a¢up (30 mi), kammu-
eBbit docdaTHbll 6ydep MOHOOCHOBHOIO
rugpara okucu wnarpua (0,15 M, 14,7 mu,
pH 7,22) u 107%-upit mannapuit Ha npe-~
BecHoM yrne (0,59 r). MonyueHnuywo B
pPesynbsTaTe CMeChb MOOBeprawnT rugpore—
HH3aUWU npH nasnewun 2,812 xr/cm? u
remnepartype 23°C B Tevemne 1,25 u,
OpranmHueckuil Croit OTAENsOT H 3KCTpa-
rupywor 6ydepom (2 x 6 Mn). Bomuwe sr-~ 30
CTPAKTH COeOUHANT, GHIBLTPYIT uepes .
‘nmpoknanky llenura, NPOMLIBAKT NPOCTHM
apupom (3 x 20 M1), obpabaTwBanT 101
BaKyyMOM C LEbI0 yIalleHHA CJielloB op-—
TaHHYeCKHX pacTBopHTeNeil M CIIHBAIT

Ha BePXHWK0 wyacTb kofoHun (2,5 x

x 10 cM) wus M -6omgamaxa C-18, B pe~
éyanaTe 3MOHPOBAHUA BOXOH H ITHOOHIU=
3aLHMH COOTBETCTBYWIHX ¢pakuHil momyua—
or 0,136 r (497) uckoMoro coenmuHeHHS
B BHE ReITOBATOrO MOPONKA.

Tpuwmep 7., Nonyuenue /5R/3-

~/2=/4=Me runTHonupunuuuo/ 3THITHO /~

v-/63/-//1R/-oxcnaTnn/—7-0ch-1-asa-
6ukno/3.2.0/rent-2-eH—2-kap6OKCH-
nara,

1o
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A. 4-MeTHITHONUDHIHH,
4-Mepkanronupunus (5,55 r,
50,0 mMonb, dnnpHy) pacTBOPSETCH B
kunameM a6GcosmmorHoM E tOH (50 M), He= 30
pacTBOpHMBI MaTepHanl yoanawT GunbTpa-
uMeilt uepes llenur. dUNbTPAT HArpeBawT
C UeJIbi0 NOBTOPHOTO PAaCTBOPEeHHT, H -
KOrpga oH HarpeBaeTcH [o 50°C, omHON
nopumelt nobamnsoT MeTwiHoaua (3,17 mu, 39
51,0 mMonb, JnmpHu), CMech oxsIaxaawoT
C Uenbw KpUCTannuiaumu, dunbrpamms
TBepaoro semectsa pmaer 6,77 r

1424737
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(26,7 mmons, Bexon 53,5%) Hckomoro
COENHHEHHA B BHIE HONTHAPATA.

Hoarunpar (6,33 r, 25,0 mmons)
pactBopsior B Hy0 (40 M), a nepactmO-
PHMBIE MATepHANl YOAJAKT H [IPOMBIBAKT
ponoit (10 mn). B dunbrpar mobasnsior
npu 0-5°C rabnetky NaOH (5 r) u sx-
CTPATHPYIOT NpH noMomH Et,0 (3 x 25 mn)
HacbLlas BONHbLIH CITOH XNOPHCTHIM HaT=—
pHeM. COenMHEHHLIE OPTaHHYeCKHe 3K-
CTPaKThl NPOMBIBAIOT COJIAHBIM PAacTBOPOM
(x 2), cymar (MgSO,) BbITIApHBaswT,

B pesynsprare yero nonyvawr 2,92 r
(23,4 mmonb, obmuit Berxon 50%) mexo-
MOTO COENMHEeHHA B BHOE Macna.

B. 4‘MéTHﬂTHO‘N‘/Z‘MepKaﬂTOSTHH/‘

NMHPHAHHHAMeTAHC YN bdONAT .,

. 4-MeruntHonupunun (2,75 r,

22,0 MMons) MenneHHoO NOGABNAIT B Me—
TaHcynshokucnory (0,65 mm, 10,5 mMons)
NIPH OXJTaX[eHHH B NensaHolt Banue. B
3TOT pacTBOp nobamnsawT cynnbum 3THIIE~-
va (0,66 mn, 11,0 mMonb, dngpuu) u
CMechb HarpesawT Ao Temnepatypst 50-
60°C, KOoTopvyie noanepxuBaior 21 u. Bo
BPeMi peakUWH TBep/l0e BemecTBO nepe=-
XoIMT B pacTBop. [lociie oxnmaxneHus pe=~
AKIHOHHYI0 CMeChb PaCTBODAKNT B BoOHe

(5 m1) u npomuBanT Et,0 (5 x 4 M),
MyTHblT BomHBIT cnoit GHABTPYIOT yepes
Henut, a $HNbTPAT MomBeprawT OUHMCTKE
npH ToMomH 06pameHHo~pa3oBoil XpoMaTo=
rpadpHyeckoil KONMOHHLI HA CHIHKaresue
(C-18[u-ﬁounansx, 10 r), koTopasa amwo~
HpyeTcst BofgoH., CoGupawr dpakipiv obpe-
MoM 10 M. Opakuuu 2 u 3 coenHHsOT

H BHOBb IIOABEPrawT OUYMCTKE NPH TOMO=
my obpameHHO-ha30BOH KOIOHHHM OJA XpOo=
Marorpaduu. ®pakuusa 2 pgaer 1,258 r
(2,48 mmons, Bexonm 42,6%) uMckoMOro
coeflMHeHHs . B BHEe BR3IKOro Macja.

Merancynwsbokucnory u cyapdun s3TH-
JleHa NpenBapHTENbHO NHONBEpPrawT OHC-
THIUTALHH .

C. Xnopun /5R/-napasurpobensmn—
~3~[2~/4=meTHnTHOMMP HIHHO /=3 THIITHO ] =
~/65/~[/1R/-okcustwi] -7-okco-1~asa-
Buupxsio/3.2.0/rent-2~-eu~2-kap6orcu=-
nara. ‘

B pactBop /SR/-napanurpoGensun—
~3:7—nH0Kco—/65/'[/1R/-0Kcuarnﬁ]-l-
—aaaGHunxno/B.2.O/renran-/2R/-xapﬁpx-
cwiara (475 mr, 1,36 MMonb) H gHH3O=
nponwistunamMuua (0,24 mn, 1,4 MMgnb)
B CH,CN (5 mn) no6amnswer npur 0-5 C
aszornndenunxiaopdocdar (0,29 ma,

1,41 mmonb). CMech nmepeMemMBaioT MpH
0-5°C B Teuenue 30 mHH., B 3Ty CMeCh

3
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n06aBRAXT MACISHHCTY0 CYCNeH3Ho 4-Me-
runtHo-N-/2-MepkanTosTw1/MHpUAHHNEH -
meraHcynboponaTa (678 mr, 1,45 mmonb,
ynctora 60%) B CH,CN (1,5 mM1), a 3a-

rem auusonponunatunamuu (0,24 wmn, >
1,4 mMonb). CMech mepeMeuMBAKT MpPH
0f5°C B Teuenne 1 u, Cpasy xe mnocne
fobaBneHHs OCHOBAaHMA ob6pasyercs xen-
ToBaThii ocanok. Ocanok BhUleJIAlT 10

dHnbTpauMeil H NMPOMHIBAKWT XOJIOAHLIM
CH3CN (3 mn), B pesynpTaTe uero nony-
yawr 413 Mr xenToBaToro TBepporo Be=
mecTBa. OH pactupaetca ¢ 107 MeOH
B Bope (5 mn) ¢ TeM, uTOOB MONYYHTE (g
341 mr (0,618 mmMonb, Bbixom 45,47)
HCKOMOI'0 COoefHHeHHS B BHOe Gesnbix KpH—
CTa/IoB, T.M1. 118-120°C:

Paccunrano: C 50,563 H 4,953
N 7,37.

Cq‘H15N30651C1-H,0 C

Ha#pmeno: C 50,63; H 4,723 N 6,89,

D. /5R/-3- 2-/4=-MeTuntHONtHpHOH=
o/sTuntuo/-/68/-[/1R/=okeuaTmi] -7~
—oxco-1-a3abuunkno/3.2.0/rent-2~en-
—-2=-KapGOKCHIIAT .

25

/5R/-napanurpobensun=3-/2-/4-ve=
TKﬂTHOﬂHpHﬂHHﬂO/?THnTHO/L/GS/-[/1R/"
-oxcuarun]-7—oxco—1—a3a6nunxno/3.2.0/—
renT=2-eH-2-kap6okcunaTxiaopun (380 mr,
0,688 mMonb) pacTBOPALT B Tre
(31,5 mn) u docdaTHOM pacTBope
(31,5 M) u docparnom Cydepe c pH
7,40 (31,5 m1, 0,05 Moumep) ¥ pa3bas-
aisilor mpu momomyu Et,0 (31,5 mn). 3roT
pacteop cmemuBaloT ¢ 107-HbM pd/C
(380 Mr, 3urenpxapa) H NofBeprawT
rHOPOreHH3alMH MpH nasnennu 2461 xr/
/cM? ua Bubparope llappa mpH KOMHAT=
HOHt TeMmrmiepaType B Te4YeHHE 1 u., Bon~-
Wbl cloft GUnLTPYOT Yepes llenur ¢ ue-
nbi0 yoaneHus KaTanusaropa, & 3aTeM

- mpoknapky llemHTa npomsiBawT BonoH
(2 x 5 M1), GUNBTPAT M NPOMHIBOUHYIO
XHIKOCTb COeRHHSKT H NMPOMBIBANT NPH
Tiomomu Et,0 (2 x 30 mn). Bonmust} croH
o6pabaTsBaloT MO BaKyyMOM C Lenblo )
ynanenus OpraHHueCKHX pacTBOpHTened
M nonBeprawT OYHCTKE HA obpameHrHO™
dasoBoit xpoMaTorpaduueckoit KoJoHHE
(C-18 p —6onpansx, 13 T, Yoreps Acco-
CHSHTC), KOTOPYW 3ITCHPYIT BOAOH.
dpaxumuu, copepxamye MOTNOmMeHHe B
Yo-cnektpe B nuanasoxe 307 uM, co~
6upawr (npumepHo: 1 1) M B pesynbTare
nuobwus aipH nonydawr 127 Mr _
(0,334 mMonb, BHIXOZ 48,5%) uckomoro
COoenHHeHHA B BHOE XeJITOro Mopomka.

40

45

50

55
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Npwuwmep 8. onyuenne 3-(2-
-/ 3-MeTOKCH=1=TMPHIHHHI1/ 3THATHO | =
-60-[1' =/R/-oxcuarnn]-7-okco-1~a3za-
6ummxrio/3.2.0/renr=2~en-2-xapGokcit~
nara,

A. 1-/2-Mepkantoatin/=3-MeToKCH=
NUPHUOHHHIIMEe TAHC YT BhOHAT .

B npemBapUTENIbHO OXJIAX[eHHbI (SDC)
meToxcunupuouu (698 mr, 6,4 MMOJTB)
no xaruiaM no6asmsworT MeTaH (MOHO)Cynb=
doxucnory (0,216 mm, 3,05 mMone) u
cynpdupg stmnera (0,19 mm, 3,2 MMONL) .
3areM cMmech HarpepawT mo 60°C u brt~
oepxHBawT npu.aTgﬁ remmepatype 18 u,
oxnaxnawr no 20 C, pas6aBaAwT BOAON
(10 M) M NpoMHIBAKT TIPOCTHIM 3GHPOM
(3 x 10 mn). Bonuyw dasy obpabarwBawy
non rnay6oxuM BakyydoM 15 MuH, a 3a-=
TeM CNHBAKWT Ha obpameHro-t1ha3oBYyKW Xpo=
MaTorpabHueckyw KOJIOHHY C-18, Ucko-
Moe coefHHeHMe 3mwHPYIT Bopoit. CooT—
percTByomMe GPAaKUHH COENHHSIT H BhMa=

'PHBALT MOA rny60kHM BakyyMoM, B pe-

3ynbTare yero rnonyuyawnTt HCKOMbﬂ“{ THON
(61,6 mr, Boxon 76,3%).

B. napaHHTp066H3ﬂn'3-[2'/3‘MéTOK-
U~ 1 ~MHPHIHHUAXITOPHA / STHATHO | ~6ol~
-/1' =/R/=oxcusTun] ~7-okco—1-a3abu=
mkno/3.2.0/rent—2-eH~2-KapGOKCHIAT.

Xononmbir (0°C) pacTBop NMapaHHTpo-
Genaun—6o—-/1' =/R/—okcuarun/~3,7-nn-
oxco-1-aszabunukno/3.2.0/renran~2-xap-
6oxcunara (1,04 r, 3 MMonb) B auneTo-
wurpwie (12 M) ob6pabaruiBanT MO Kan=
namM muusonpomwiaTunarsriom (0,63 mm,

3,6 mMonb) M aubeHwxnopdocdaToM

(0,75 mr, 3,6 MMonb) M TepeMemHBAiOT
mpu 0 C B TeueHue 30 MHuH, TTonyyeHHBET
B pesynbrare sranondochar obpabarmBa=
or 1-2-/mepxanTosTi/=3=-MeTOKCHIHPH=
nunmiiMeTaHcynbgonatoM (1,14 T, -
4,30 mmonp) B CHyCN (7 mn), muusonpo-
munstunamusoM (0,63 w1, 4,30 mvoms),
nmepemMemuBalT 30 MHH H OXTaxnawT no
TeMrepaTypsl —10°C, XOTOPYI NOAAEPKH=
pawr 30 muu. Tsepnoe BemecTBO, KOTO™
poe BhmajaeT B OCAJOK H3 CMeCH, Bbile<
NAT GUIbTpaipeil, NMPOMBIBAKT XOJIOAHHM
anerowntpwsiom (2 M1) M cymaT, B pe-
syspTaTe TMONY4awT HCKOMOe COenHHeHHe
(1,32 r, Boxon 82%).

C. 3-[2-(3-MeTOKCH-1-nupnnuﬂnﬁ/—
3Tunruoﬂ-6d~/1'—/R/-oxcnsTnn ~7-0oK~-
co~1-asabuimrno/3.2,0/rent~2~-en-2~
-kapGoxcHaT. :

PacTsop napamuTpoGensun-3[2-/3-me-
TOKCH~1=THPHIHHHAXIOPHA / ~3 THITHO | =
~6ot=/ 1" ~/R/-oxcusTHn]-7-okco-1-asa~-
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6uuukno/3.2.0/rent~2~eH-2~kap6oKcHna—
ta (600 Mry 1,12 mMons) B TI® (25 M,
npoctoM ad¢upe (25 mn) u dochaTHOM
6ydepe ¢ pH 7,4 (0,1 M, 25 mn) nonp-
BepraeTrca ryfporeHHsayd® Ha nHOparTo-
pe Ilappa ¢ ucnons3aosanveM 10%-Horo
Pd/C (1,1 r) B Teuenue 1 u npr masne-
nan 2,812 xr/cM?, Cmech pasbasnswoT
nmpocTeM 3dHUpoM H ponHyio dasy LT~
PYOT uepe3 GHABTPOBANBHYID ByMary,
Bomuenmi ciioft NpoMbLIBAIOT TIPOCTHIM adHpOM
(2 x 20 M), obpaGarThBanT noj BaKyy-
MOM H CIHBawT Ha obpameHuo~dbaszoByio
XpoMaTorpapuuecKkyio KOJIOHHY Ha CHIAH-
KRarene., Hckomoe COEeJHHEeHHE 3ITIHUDYIOT
BOno#, conepxameit 2 u 57 anetonutTpu—-
Jnta. CoorsBeTcTBywmue bpakimH coegu—
HAIT ¥ NnoaBeprawTt nHoduwIMsauuH, B pe~
3ybpTaTe Yero noayyawT XeJToe TBep-—
Joe BemecTBO, KOTOpPOE BHOBBb NONBEp=—
ramnT OYHCTKE NPH [OMONM XMOKOCTHOH
xpoMmaTorpaduH BHICOKOTO MAaBJeHUA, B
Pe3ynpTaTe uero MoJIy4yawT NeHeMKap-—
6oxcunar (150 mr, 38%).

Ipumep 9. Nonyueune /5R;6S/-
-3-[2=/3=MeTHNTHOMHPHIHHKO /2 THITHO | =
-6-[1-/R/~oxcusrun | ~7~oxco=1-asabu-~
nnxno[B.2.O]renr—Z—eH—Z—KapﬁoxcnnaTa.

A, 3-Merunrmno~1-/2-MepxanrosTun/-
NMHPUOHHHUXIIODHL, «

B pacTsBop 3-MeTHATHOMHPHAHHA
(2,00 r, 0,016 Mons) B 10 M MpocTOro
adupa pobasnsawr 15 mn 1IN pacrsopa
HC1 u cMecs nomemaior Ha BHEDPATOD.
Bopnyie basy ortmesnsiior, npomemanT 10 M
npocrtoro 3dupa M 3aTeM BLIIAPHBAWT .
OcTaToumsii XJIOPrUAPAT 3aTeM CYymaT Nof
Bakyymom (P,0.), B peaynbraTe dero
nonyuyawT 6enoe TBepOoe BemecTBO. B
3TOT TBepObll XJIOPrHApPAT NOoOAaBISAIOT
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bpakuuit naetT HCKOMMIT NMPOOYKT (2,66 r,
807) B BHOE CepoO—XeJToro BA3IKOIo
Macrna.

B. Hapauquo6eH3un/5R,6S/—3-[2-
=/ 3~MeTunrHonupuauuo/stunTHO | ~6~ [ 1~
—/R/-oxcnsTHﬁ]—7~oxco—1—a336uuux—
no[3.2.0]renT—Z—eH~2—KapGoxcnnarxno-
pHI . ' .

PacTBop napauutrpobeunsmn/5R,6S/-
=6~-[1-/R/=oxcaTun -3, 7-nuokco~1~asa~
6unukno/3.2,0/renran-2~kap6okcunara
(0,522 r, 1,50 MMons) B 7 Mn cyxoro
aueTOHHUTPHIa oxnaxmawnT go 0°C, satem
Mo KamnaMm Ao6aBisioT [AHH3 0P OMHI2 THIT—
amun (0,287 w1, 1,65 mMons). B nony-
YEeHHbIH B pPe3ynbTaTe XelTO—-KOPHUYHerbH
PacTBOP [AOBABIAIOT MO KamnsaM gubeHUT—
xnopodocdar (0,342 mn, 1,65 mmons),
PEaKUHOHHYI0 CMECh BbI{epXHBawT IIpH
0°C B Tevenne 30 . 3areM noGasna-
oT nuusonponunatunamu (0,313 mu,
1,80 MMone) H pacTBOp 3-MEeTHITHO-1-
—/3—MepxanToaTun/nnpunuﬂnﬁxnopuna '
(0,398 r, 1,80 mmMons) B 0,70 M cy=
xoro OM®, IllpuMmepHo uvepe3s 1 MUH mnocne
TOro, kak go6aBileHHe 3aKOHUEHO, oca=

. OOK OTOeJIFT H3 peaKUHOHHOH CMecH H

30

35

40

3-mMetunruonupuaus (1,88 r, 0,015 Monb)

# cynbdun atunena (0,89 mu, 0,015 Monb)
"M MONYYEHHYW B pesylhTaTe cMeCh Ha-

" rpepawT (Macnamas BaHHAa) Lo Temiepa-
Typn 55-65°C B arMmocdepe asora, KOTO-
pas nommepxHBaeTcs 15 u, B pesyabTare
MONAYYANT Cllerka MyTHYH® MAacnaHUCTYI
XHOKOCTH, KOTOPAas NEePeHOCHTCHA B

125 M1 Bomb, 3aTeM ee MPOMBLIBAKT TNPH
noMomu CH,Cl,. BonupBt pacTBop KOHLEH=
TPHPYWT NPHMEpPHO Ao 25 M, a saTeM
HECKOJIPKO Kanellb aueTOHHTpwiIa nobas—
NA0T anAa Toro, 4YTobb cpenatb CcMech
roMorexHHoit, JlonydyeHHblt B pe3ynsrarte
BOQHBA pAacTBOP HAHOCHTCA HA obpameH—
HO=-0AasSoBYI0 XpoMaTorpapuueckyrw KOIoH=
Hy C-18, 3nwupoBanue BOROH u mnocieny-
omee BbhinapHBaHHE COO']"'BETCTBYIOHMX

50

55

3aTeM OXNaxQaioT [0 TeMIepaTyDhl —10°C,
KoTopasa noppepxuBaercs 10 MuH, B pe-
3YyNLTATE Yero MoJydYawT TBEPAYIO MACCY
OPAaHXeBOro 1iBeTa. ITo0 TBEepnoe sBemecT=
BO PACTHPAWT C AHeTOHHTPWIOM H OCTa=
TOK orgpesiawT dmwnepTpaurert. OcraTok
NMPOMBIBAIOT AUETOHHTPHIIOM,. 3aTeM auneTo=-
HOM M cymaT non BaKyyMOM, B Pe3ylp=
TaTe yero nonyvaioT nponykrt (0,455 r,
557%) B BHIe TBepOooro BewecTBa KpeMo-—
Boro usera, CobGpaHnsii ¢UnbTpaT BhINTa™~
pPHUBAwT, NONYYalwT XeIToe Maclo, KOTo-
poe NepeHOCAT B MHMHHMANbHHM 00beM
alleTOHHUTPHIA ‘M OXJlaxaawT [0 Temnepa-
Typs 0°C, KoTopyio nomnepxusawT 30 MHH.
B peaynprare OHUNBTPAanHH 3TOH CMECH
nonyuaior gononuurensio 1,139 r npo-
OYKTA B BHAE CBETJO—XEJITOro TBEPAOro
BemecTsa. 06mmit Bexon 0,594 r (72).

C. /SR,6S/-3-[?'/B-MeTnnTnonnpunn-
Ho/3THnTHO] =6~ 1~/R/=0KkcnaTnn]~7-ok~
co-1-asa6uumxno [3.2.0] rent-2-en-2~
~Kap6oKCHAT .

‘B cMecph napauuTpobGensun /S5R,6S/-
~3-[2-/3=meTunrHonMpUnMHHO /3 THITHO | -
-6-[1-/R/~okcuarun/-7-oxco-1~asabu-
unmno[3.2.O]renT-Z—eH—Z—KapﬁoxcnnaT-
xnopuaa (0,551 r, 1,0 mMons) u 107-
HOT'O Ta/utafiHfa Ha [IPeBeCHOM yrne
(0,55 r) B 25 Mn docoatHoro 6ydepa
(0,05 M, pH 7,4) nodannswr 5 mn T
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u 25 Mn npocrtoro 3dupa. ITY cMech
noaseprawr rupporenusauuxH (Ilapp) npu
napneuun 2,812 kr/cM? p Teuenue 1 ua-
ca. [lanee peakuHoHHyw cMeChb OHNBLTPY-—
0T 4yepe3 llenuT M OUnbTPOBAILHYIC Ne—
LemKy MNPOMLIBAT BOJOH W NMpOCTbHM 3dHU~
poM. Boguylo $a3y oOTHensT I MNpOMLIBAWT
NONONMHHTE1bHBIM KOJIMUECTBOM INMPOCTOTO
spupa (3 x). MHocne ynaneHHsi OCTaToOu—
HbIX OPraHUUECKHX pacTBOpHTeNneH Mon
BAKYYMOM BOOHBII PacTBOP OXIaxzawT [0
0°C u pH obecmeuHBaeTCA Ha YPOBHE

7,0 npu moMomM HAaCHmMEHHOTO BOAHOTO
pactBopa NaHCO;. 3ToT pacTBOD Cpasy
‘%e HAaHOCAT Ha obpameHHO-ba30BYI0 Xpo=—
MaTorpaduueckyw KomouHy C-18. B pe-
3yJipTaTe 3NIHPpOBAHHA Bonof?l H riocrneny=-—
omei JHOOHIH3aIMH COOTBETCTBYWIHX

dpakuuil nonyuawr 0,25 r spko—xenroro 20

TBEpAOro BemecTBa, JTOT MarepHan
BHOBb IMOABEPTalwT OUHCTKE NPH MOMOUH
obpameHHo—ha30BOH XHOAKOCTHOH XpomaTo-
rpabu BHICOKOTO [aBileHHsi, B pe3yanTa~
Te Yero nojydaoT HCKOMbII NMPOAYKT
(0,210 r, 55%) B BHEE CBeTIO—ReJTOTO
TBEepOoOro BemecTBa.

Npuwve p 10, llonyyenue 3-[2-
-/1—/2,6-numeTunnnpnnunnﬁ/3TunTuo]- a
-6a—{1~/R/=oxcHaTun] ~7-okco-1-a3abu-
wikno/3.2.0/renr=2~-ed—2-kapGoKCHIIATA,.

A. 1-/2-MepkanrtoaTun/-2,6-gumMeTiui—
NMHpHAHHHIMe TAHC YN bGOHAT .

CMech 2,6~mumerwinupHonna (19,2 i,
0,165 mMonb) u Meran(MoHO)cynbpoxHC=
nots (3,27 mn, 0,050 monp) mepeMemu=
pawT 42 u npu 100°C B aTMocdepe aso-
Ta, [locne oxnaxngeHUs [0 25°C peaxkiH=-

OHHVI0 cMeCh pa3BaBNAlT NPOCTHM 3¢Hp0M40

(45 Mn) u somoir (30 mn). IOBa crnosA
pasfensivrca, H OPraHHMYECcKHH CJIOH 3K=
cTparupyor Bomoit (2 x 5 mn). BomHbie
* CJIOH COoepMHAWT, GHUABTPYWOT Yepe3 PO~

knanxy llenura, nNpoOMBIBAWT IMPOCTHIM 3®u-45

pom (2 x"15 mn) obpabaTeBalT NOL Ba—

KYYMOM C leltblo yOoaliedHs cliefloB opra=

HHYECKHX PacCTBOPHTellel M CHHBawLT HI
BepxHio yacTp konousn (3,0 x 12 cM)
nsp,-ﬁonnanaxa’c-ta. B pesynbraTte
3WHpOBaHuA cMecblw 3% aleTOHHTpHIA —
977 Bomb nosiyyawT nocne JHopHIHIAUKH
COOTBEeTCTBYIOMHX dpakiuit 2,5 r Heourn—
HeHHOTO0 HCKOMOI'o coefMHeHHs B BHAOE
cupona. OH BHOBBL MOABepraeTcs OUYHCTKe
IpPHM TMOMOMH XHOKOCTHON XpoMaTorpapuu
BBICOKOT'O [OaBJIeHHA (N—Gounansx c-18),
B peaynbrare uero nonyuakor 0,90 r
(77) mcxoMoro coemHHEHHS .
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B. lapauurpobensiu~3-[2~/1-/2,6-
-HH$EHHnanHﬂHHHﬁ/BTHﬂTHd]—6&*[1“
~/R/=oxcuaTun}-7-okco~1-asabuumukio=-
/3.2.0/renT-2-en—-kapGoxkcunarmhennn=
diocdar,

B xononueit (0°C) pacTmop napamurt-
pobeu3un—bo—~ [1~/R/~oxcnativi}~3, 7-mi-
okco~1-azabunrkno/3.2.0/renran~2-kap-
Goxcunara (0,658 r, 1,89 ronb) B
agetouutpune (6 Mn), KoTopshil noanep=
XUBawT B aTMocdepe asora, mobaBaswoT
nunsonpormnatuinaMun (0,394 M,

2,26 mMonb) M aubeHwmxsiopdochaT
(0,468 Mn, 2,26 MMonb). PeaxkuHonuywo
cMech nepememmBawt 30 MuMH M o6paba-
TeIBaKT pacTBOpoM 1=/2-MepkanToaTiut/-
-2, 6-nuMe THNITHPWIMHHIME TAHC VIbGOHA TA
(0,720 r, 2,73 MMonb) B aneTOHHTpIUIE
(3 M), 3aTeM OHHU3OMPOIMHIIS THIAMIHOM
(0,994 mn, 2,26 mMonb),. Peaxipiounyio
cMech mepememuBawT npu 0°C B Teuene
2 4, pas6asnanr xomonuoit (0°C) mopoit
(27 Mi1) ¥ CIMBaRT Ha BEpXHWOI I'PaHb
kosounst (2,5 x 9,0 cM) u3 u-Goupanska
C-18. B pesynbrare 3JII0HPOBAHHA CMeCcA=
MH AleTOHHTPHUII — BOOA H JNHOMGHIH3aIHH
COOTBeTCTBYIOMHX GpakKIil MmoaydaroT
0,92 r (65%) HCKOMOT'O COEOHHEHHA .

c. 3~[2-/1-/2,6-numeTHnnupunn-
uuit/ /3 TunTHo] =6o- [1-/R/-oxcuaThn] -7~
~okco-1-asabuuukno/3.2.0/rent~2~en-
=2-kapBOKCHIIAT .

B pacTsop napaHnTpoﬁenaun—B-[Z-
—/1-/2,6—nHMeTHnnannnHuﬁ//BTHnTH&]—
-6u— [1-/R/=okcuaTun]~7-okco-1-asatu=
mukno/3.2.0/rent—2-eu-2~kapBOKCHNAT
nudeHimbocdhara (0,80 r, 1,07 Mmosn)
B ''MoxpoM'' Terparmunpodypane (42 mn)
no6asnawr npocTtoit adup (42 M), xamu-
esbit docdaTHbrl Sydep MOHOOCHOBHOTO
rugpara okucu narpus (0,15 M, pH
7,22, 21 mn) u 107-mbt nannauuit Ra

‘ripesecHeM yrne (0,8 r). Iomyueruyio

B pes3ynbpTare CMeCh NOABEPranT THOPO~
. PeHM3alMH B TedeHHe | 4 NPH NABIEHHH
12,812 xr/cM? u TeMmeparype 23°Cun
‘bunbTPYIOT uepe3 npoknanky llenura.
‘IIsa cnosi pas’neyswrcsd, a Oopraxiiuyeckh:i

cnoft sxcrparupywT 6ydepom (3 x 8 mu).
Bonuyw $asy COegHHAWT, NPOMLIBAKT
npoctem adupoM (50 mn), obpabaTmbawt
MOf, BaKyYMOM .C HEJbl YAJIEHHA CJIefoB
OpPraHMYecKOro PACTBOPHTENA H C/IHBAOT
Ha Bepxmio uacTh kosjouus (3,0 x

x 10,2 cM) s M -Gomanska C-18. B pe-
3ynbpTAaTE SMOHPOBAHHA KONOHHBI CMECHN
57 aueronuTpwia — 957 Bonsl H nHOPH=
NHM3a1MH COOTBETCTBYMHX Gpakimf no-
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nyuaiwor HckoMmoe coenHHenne (0,246 r,
637) B BHIOE XeJITOBATOI'O NOPONKA.

Paccuutano: C 55,513 H 6,47,
N 7,19.

CgHz N;04S- 1,5H,0

Haitneno: C 55,14, H 6,23, N 6,46,

MTpwuwnep 11, llonyyeHue /5R,6S/-
-3-[2~/2-MeTwiTHO-3~Me THIHMHI A3 0=
nwo/=stuntuo -6~ [1-/R/~oxcuarun ]-7-
-oxco-1-aaaﬁnunxno[3.2.0 rent—2-eH-
-2-kKapBoOKCHIIATA . ,

A. 2-Mertuntno-3-MeTwi~1/2-Mepkan=
TOSTHH/HMMRaBQﬂHﬁTpH®TOpMETchynb¢O-
HaT. ’

Tpn¢mopmeTaH(MOHo)cynbmoxucnory
(1,38 M, 0,015 monp) pmo6aBiAKT 1O
KammaM B 2-MeTHATHO- | =MeTHIHMHIAa30%
(4,0 r, 0,03 monp) mpHM 0°C B arTMocde-
pe asora. 3areM no6aBnsAwT cynsbun
arwrepa (0,9 M1, 0,015 monb), cMech
HarpesawTr OO 55°C B aTMocdepe asoTa
H BbIepXMBAKWT MPH 3THX ycJoBHAX 24 u,
PeakKlMOHHYI0O CMeCh PACTHPAWT B TIOPOMOK

~C MPOCTbIM apupoM (3 X), a ocraTok me- 25

PEHOCAT B aueToH, GHIBTPYOT H Bbma-—
pHBawT. B pe3ynpraTe nony4awr NHPOAYKT
(4,2 r, 827) B BHOE NONYKPHCTAJIHYEC™
KOro TBEpOoOro BemecTBa, KOTOPHIH HC=

nonp3ylwT KAaK TakKoBoi 6e3 nocnengywomeH 30

OUMCTKH,

B. Hapanurpoﬁeﬂaun/SR,6S/~3-[2-
-/2—M9TKHTHO—3'M6THnHMHnaBOHHO/STHH-
Tﬂd]-G-/1—/R/—oxcu3Tnﬁ]-7—oxco—1-a3a—
GHLHKIO 3.2.d]renr-Z—en-Z—xapéoxcu—
nar pubenundocdara.

B pacTBOp napauuTpobenswn/SR, 65/~
-6- [1-/R/-okcustun] -3, 7-nHokco-1-asa-
6Huuxno[3.2.0]renTaH-Z—KapﬁoxcnnaTa
(1,40 r, 4,0 Mmons) B 50 M1 cyxoro
alleTOHHTpHIIA NIPH 0°C B arMocdepe azo-~
Ta no KarwifiM go6asssiiorT JHH3ONp O~
stunamun (0,76 mn, 4,4 mMone), a 3a-
- rem nudenunxiopdochpar (0,91 mi,

4,1 mMonp) . Mocne mepeMemMBAaHHA Peak= .

IMOMHOM CMeCH NpH KOMHaTHOH Temmepa=
Type B TeueHHe 1 u nobGaBnAwT NHH3O0=
nponwiaThnamur (0,76 mn, 4,4 MMOJIB) o
a 3aTeM MOGABNAIT MO KAarwisiM PacTBOP
2-MeTHnTHO~3-Me TN - 1~/2-MepKanTo=
5TH/UMUI A3 ONHATPUGTOPME TAHC YTbYOHATA
(2,0 r, 5,9 mMMonb) B 5 M aUETOHHTPH=
na. PeaklMOHHYI0 CMeCh BbilepXHBAOT

IpH KOMHATHOH TeMnepaType B TedeHHe
1,5 u, a 3aTeM KOHNEHTPHPYWT noa Ba~
KyyMOoM, B pe3ylbTaTe Hero nomydaior
cMony. JTY CMosly NMEepeHOCAT B BOAY H
HAHOCAT Ha ofpameHHO—-$330BYW KOJIOHHY

C~-18. B pesynpTate 3JIOHPOBAHHA BOnROM,

B

sarem cMechbto 207 aleTOHHTPHWIA = BOARA,
u, naxosen, cmecnio 307 aneronurpuna =
BoAa nocriie NHOGHIH3 allHH COOTBETCTBYIO—
mHX $paKUHi NOMyuyawT HCKOMbEI NMPONYKT

(0,90 r, 307) B BHOE CBETIIO-KEJNTOrO

TBEpAOro BemecTBa.

C. /5R,6S/-3-[2~/2-meTunTio-3~Me~
runumunasonuo/srunrtuo[~6-1-/R/~okcu-
STnn/—7—0Kco—1—asaﬁuuumno[3.2.0]renT-
=2-eH~-2-KapOOKCHNAT ., .

B pacTBOp napaHHTpobeH3mn /SR, 6S/-
-3-[2-/2-meTunrio-3-MeTWiMMIRA3OMHO/ ~
3THnTud]—6—/1—/R/~oxcu3Tnn]-7—oxc0-
—1—a936nunnno[3.2.0]renT—2-eH~2-xap—
6okcunaraudpenundocspara (1,20 r,

1,56 mmonn) B cmecu 70 mn TI'®, 70 mn
npocroro sbpupa n 31 mn dpochartHoro 6y~
depa (0,05 M, pH 7,4) pmoGasnswer 1,21
10%~Horo. najulagHd Ha APEBECHOM yrie.
9Ty cMechb MOABEPTrawT THAPOTeHHSalHH
(Mapp) npu npaBneHun 2,461 kr/cu? B
TeuenHe 55 MHH. PeakIMOHHYl CMeCh
saTeM ¢wnbTpywT yepes llenur, a ¢uner=
POBAJIBHYIO pPemeTKy NpOoMbiBAlT BOOOH H o
npocTsM sdupoM. Bomuywo dasy oTpenswor,
oxnaxnaor no 0°C, a pH obecneunBaercs
Ha yposHe 7,0 npH moMomM HACHIMEHHOTO
sogHoro pactTBopa NaHCO3. Hocne ynane-
HHS OCTATOYHBX OPTraHHYECKHX pacTBO—
pHTenelt nox BAKYYMOM BOJAHBEI DACTBOP
HAHOCAT Ha obpameHHO-$a3OBYI XpoMa-=
Torpadbuyeckyw kosioHHy C-18. B pesynp-
TaTe 3JIKHPOBAHMS BOAoOi, a 3aTeM CMe-
.cbio 8% aunerowutpwia — H,0 mocne nHo-=
GHUIH3ALMH COOTBETCTBYWHHX ¢paxkumit
nonyuawr 0,25 r TBeporo BemecTBa.
3TOT MaTepHanl BHOBb NoABeprapT OYHCT=
Ke mpH noMoOmH ob6pameHHo—-$a30BOH XHA-
KOCTHOIl XpoMmaTorpaduu BHICOKOTro Has-
jleHHsi, B pe3ynbTaTe Yero nonayyawTr HC=
koment npopykt (0,114 r, 197) B BHOeE
He coBceM 6GeJyloro TBEepHoro BemecTBa.

MNpwuwrep 12, MNonyuenue /5R,6S/-
—3-[2-/3-aMnHoannnuHo/3THnTHo/-6-

- [1-/R/~okcHaTun] ~7-okco~1~a3abHImK=
no [3.2.0]rent-2-eH-2~kap6okcunara.

A. 3-Amuno-1-/2-mepkanrosTan/nu-
PHAHHHAXIIOPHI . :

3-Amunonuprand (1,50 r, 0,016 Monn)
nomemaoT B 15 Mn 1 MeTaHoONOBOro pacT—
popa HCl u monyweHHb B pe3ynbTare
pacTBOD BHMAapHBAalT, B pe3ynbTaTe 4ero
nomyualwT XJIOprunpaT B BHOe Macna. B
3TO Maciio Ho6asnsAwT 3—aMHHOMHPHIAHH
(1,32 r, 0,015 Mons) M cynpdun 3TH-
nexa (0,89 mn, 0,015 monsb), a momy=
YeHHYI0 B pe3ynbTare CMeCh HarpesawT

. (Macnsinas BaHmua) ao Temnepatyps 60-
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65°C B aTmocdepe asoTa, KoTopyl nom-
nepxuBawT 2 u, [loBaBRAKT eme OOHH K=
BHBaneuT cynebupna stunena (0,89 mn,
0,015 Mosnp) M narpeBanue NPONOIKAWT
pH 55-65°C B Teuenue 65 u. Peakuumon-
Hylo cvech npompisaer CH,Cl,, a sartem
nepetocaT B Bomy (25 mn). Bopmmbhi pac-
TBOP HAHOCAT HA obpameHHo~ba3oRVIe
xpomarorpadmueckyo kosiouuy C-18, kxo- 1g
TODPYIC 3aTeM 3IIOHPYWT BoAoiH. Bemapu—
Banue COOTRETCTBYWIMX dpakuuit naer
ucxkombit npoayktr (1,26 r, 447) B Bume
fecuBeTHOroO BA3KOro Macina.

B. HapaHHTpoﬁeﬂsun[5R,6§]-3-[2-
~/3-ampuonupuannno/3THnTHo) =6- 1~
-/R/-oxcuaTwi) ~7-okco~1-asabunuxno=

3.2.0 renr-2-enu~2~xapboxcunargupe—
Hundocdar,

B pacTtBop napanutpo6ensun /5R,65/- g
=6-/1-/R/-okcuarun/~3, 7-nuokco~-1-asa-
6nmmkno/3.2.0/rentan-2-kap6okcunara
(0,696 r, 2,0 mMons) B 10 M1 cyxoro
anerouurpmaa npu 0°C B aTMmocdepe aso-
Ta Mo KamnsaM NoBaBagnT OHH3IONp oMM~
arunamud (0,382 mn, 2,2 mMons), 3a-
TeM pgubeHuwnxnopdocpar (0,457 mn,

2,2 mmonsb). llocne nepeMemMBaHHA NPH
0°C B Teuenne 30 MuH no6aBIALT pacT-
Bop 3=-aMuHo~1-/2-MepkanTosTwi/nupu-
avuwiximopuna (0,475 r, 2,5 MMons) B
. 1 M1 cyxoro MO, 3aTeM OONOIIHHUTENBHOE
KOJTHYECTBO IOHH3OMPONWI3THIaMHHAa
(0,435 w1, 2,5 mMonbp). PeakuMonnywo
cMech Bomepxusawr npu 0°C B Teuenue
1,5 u, a 3aTeM KOHUEHTPHPYIOT NOM Ba-
Kyymom, IllosyueHHyio B pesylbTaTe CMONY
IepeHOCAT B CMECh aAlETOHHTPHI — Bona
(1:1) u nazocaT Ha ob6pameHHO-ba30BYI0
xpoMmaTorpaduueckyw kKoyioHHy C-18, B
pe3yibTaTe SKHPOBAHHA BOMAOM, 3aTeM
cmechw 207 auneronHuTpHsia — Bofa H MOC—
negyomer JHOOHAH3IAIMH COOTBETCTBYIOMHUX
dpakuMit rMoayuyawT HCKOMBIH NMPOOYKT
(0,730 r, 507) B BHOe TBepHOro Beme-—
cTBa GexeBOoro iBeTa.

C. /5R,6S5/-3~/2-/3-aMunonupuou—
uuo/atuntuo/=-6-/1~/R/=oxcustun/~7-ox~
co-1-asabuumkno/3.2,0/renr~2-eu-2-
~kapGokcHIaT . i

B cMech napauurpoGensun /5R,6S/-
=3-/2~/3-amuHonupHOouHKO/ 3THITHO /—6~
~/1-/R/=okcustiin/=7-okco=1-a3abHIHK~
no/3.2.0/renr-2-en~-2-kapbokcunaronde—
wunpocpara (0,730 r, 1,0 MMons)
10%Z-xoro nannagus Ha ADEeBECHOM yrie
(0,7 r) B 25 M1 docdaTuoro 6ydepa
(0,05 M, pH 7,4) no6aenswor 8 Mmn TID
u 20 M npocToro sdupa. 3areM 3Ty
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CMeCh TNOoOBeprawT TCHIpOreHN3aaHy
(TTapp) npu nasneumun 2,812 kr/cm? B
TeyenHe 1 u, JlonmyueHHy B peaynprare
cMech QHIBTPYIOT 4Yepes3 npoxnanky le-
HTa, a GUABTPOBANBHYI JIEITEWKY MNPOMbM
BawT BOOOH H npocToiM 3dirpoMm, Boaiyio
dasy oTmnenAwT, NPOMBIBAKT NPOCTHM 3dHU~
pom (2), a 2areM ocTaTouHpie neTyude
MATepHamsl YOANAKWTCH TOH BaKYYMOM,
Bomuent pacTBOp cpasy ®e HAHOCAT Ha
ofpameHHO=-1hA30BYI0 XpoMaTorpadHueckyio
'KONTOHHY C~18, KOTOpYI0 3NMWHPYIT BOROM.
B pesynbpTate nHodHNH3IaUHMH COOTBET—
cTBylmHx ¢pakuuit nonyuawt 0,45 r He
conceM 6enioro TBepoOro BemecTBa. JTOT
MaTepHanl BHOBbL NMOABEPrawT OYKCTKe MpH
IIoMomHu obpameHHO~ha30BOH XHOKOCTHOMR
XxpoMaTrorpadHH BHLICOKOTO NABJEHHA, B
pesynbTaTe 4Yero MoJAyuawT HCKOMbIY npo-
ayxr (0,123 r, 357) B Buoe TBepmoro
BemecTBa i[BeTa CHOHOBOM KOCTH.

MTpwumrep 13, NMonyuenne /5R,65/=
3~ [1-/S/-MeTun=2-/ 1 -nupuminnit /3 THn-~
THO]=6~/1-/R/=oKcHaTHIT) ~7~0KCO~1-asa~
6unrkno/3.2,0/renr-2-en-2-kap6oxcuna-
ra (A).u /5R,6S8/3-[1-/R/-MeTmn-2-/1~
-nnpununnﬁ/aTunruo]-G—[1~/R/-0KCH—
aTnn]~7—0Kco-1—aaa6uuukno/3.2.0/—
renT-2-en-2-xkap6oxcunara (B).

A, dl-1-/2-Mepxanro-2-MeTHnatwt/nu-
punuuHitMeTancviabbonar, dl-1-/2-mep-
KanTo=1-Me THI3 T / THPHAMKMITME TAHC YT b=
¢POoHaT. '

Meran (Mono) cynedoxkucnory (1,95 i,
0,030 mons) MemneHHo HOGABASKT B XO=
nonusnt mupraun (7,83 ma, 0,097 mosan),
a TMOSYYEeHHYI0 B pPe3ynbTare cMech lepe-
MemmBawT npH 40°C B Teuenue 15 muH,
obpabatemsawT dl-nponuneHcynbdbHaoM
(2,59 M1, 0,033 Mouib) H nepeMemMBawT
npu 60°C B arMocdepe asora 90 u, Mu-
DHOMH YRAnsioT Moji BAKYYMOM, OCTATOK
cuemngamr’c BOMON H NOABEpPrawnT OvHCT—
Ke npH noMomH Xpomatorpadum (xugrocT—
Haa xpomaTorpadHs BbICOKOT'O NaBMEHHA,
6onmansk C-18). CoorBercTBylmHe $pak=
|IIMH COEeNHHANT W NONBEepranT NHOPHIH-
3auHK, B pe3ynbTaTe yero MonyvawnT
dl=1=/2-mepkanTo=2=mMe THI3THN/IHPHIH=
HuitMetancynsbonar (1,14 r, 15Z) B Bu=-
‘e GecuBeTHOrO CHpona.

Paccumurano: C 37,88; H 6,71}

N 4,91; S 22,47,

CqH,5 NO3 Sy 2H,0

Haitmeno: C 37,49, H 6,853 N 4,86;
S 22,09. .

Monyuawor Takxke dl=-1—/2-MepkanTo—
= {=MmeTHnsTHN/ IHpHOHHEHIMe TaAHCYNIbOOHAT
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(0,82 r, 117) B BUjle 6ecUBeTHOFO CH=
pona., '
Paccuurano: C 39,11; H 6,56
N 5,07.
CoHyy NO4S, - 1,5H,0 :
Hafipeno: C 39,13} H 5,92, N 5,20,
B. /5R,6S/mapauurpofensun 3-[1-
~/R,S/-MeTun-2-/1-nupuaunnit / -sTHn-

1424737

5

THO —6-[1-/R/—OKCHSTnﬁ]-7-0Kco-1—a3a-10

6unmnkno/3.2.0/renrt~2~en—2-xapbokcH-
naTnn¢eHHn¢oc¢aTa

B xomnopmwii (0 C) pactsop /5R,6S5/
napauuTpobensun-6-{1-/R/=3, 7-nrox~
co-1-asa6uwixno/3.2.0/renran-2-kap-
6oxcunara (0,523 r, 1,5 mMonn) B ane-
Touutrpune (6 i), kKoTopbil comepmaT
B arMocdepe aszora, HoOABIAWT OHH30~
nponuwtatwiamun (0,314 mn, 1,8 mmons),
a sateM mubenunxsoppocdar (0,373 mi,
1,8 mMonb). PeakuHoHHYIO CMeCh nepe-
memmpaor 30 MMH M 06pafaThBalNT pacT—
Bopom d1-1/2-Mepkanto~2-MeTun3Ti/nu=
puauHmuiiMeTancyiabbonara (0,539 r,

2,16 mMons) B aneronurpwie (2 M) H
aunsonpomunatunamuiom (0,314 M,

1,8 mMonb). PeakuMOHHYW CMeCh nepe=
memmBawr npu 0°C B Teuenne 1 u, pa3-
GapnsorT xonoouod pomo# (0°C, 25 m)
H noaBeprapT xpomaTorpadbHH Ha Gonpa-
naxe C~-18, umewmeMm GopMy KOJOHHBI
(2,5 x 8,5 cM), c ucnonpzoBanueM 25=
507 ameToHHUTPHSIAa B BOoge B KauecTBe
3NKUPYIOMHX PAacTBOPOB, B De3ysjbrare
yero nomyuawr 1,07 r (977) uckomoro
COeiMHeHHST B BHAE XKEJITOBATOro NOpoOmKa
nocne JHOPHNMH3ALHH.

' Paccumrano: C 57,52; H 6,10}

N 5,59; S 4,27.

C,Hyg NyOsg SPHZ0
" Hafmemo: C 57,763 H 4,96, N 5,363
S 4,35,

C. /5R,68/3-[1-/R u S /MeTmn-2-

-/ 1~nupuuniit/ 3TunTd) =6-=[ 1-/R/~oxcu=
atmn/=7=okco~1-aszabuuukno/3.2,0/renr~
~2-el=2-KapOGOKCHITAT ,

B pactsop /5R,7S/naparurpobeHsHn=
-3-[1~/R,§/meTn=2~/ 1-nupunnuuit/ 5TIi1=
T10] ~6= [1~/R/-oxcuaTwi] =7-okco-1-a3a=
6umpxso/ 3.2.0/renr-2-en-2-xap6OKCH=
narpudenundocdara (0,60 r, 0,82 mmons)
8 "moxpoM" TerTparumpogpypane (33 M)
no6asnsor mpocToit adup (33 M), Kanu-
eBbit docharHuil 6ydep MOHOOCHOBHOTO
runpara oxkucu Harpus (17 wma, 0,15 N,
pH 7,22) u 10%-Hui# nannagHi Ha npe-
pecuom yrne (0,60 r). Tonyuenuywo B
peaynbTaTe CMeCh MofBepralT ruapore=
HH3alHH B TetyeHHue 1 q. npH naBnemvm.

5
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2,812 xr/cM? u remneparype 23°C, [lBa
CNos pasfensioTcs, H OPraHMvYeckKHit coilt
skcTparupywor Boso#t (3 x 7 mn), Bon-
HBle CIIOHM COeAMHAWT, GUIBTPYWT 4Yepes
npoknanky lennuta, npomMbiBawT NMPOCTHIM
abupom (3 x 20 Mn) M nogBeprawT Xpo-—
Matorpabuu Ha Gonpanske C-~18 B dop~-
Me komouunl (2,5 x 9,5 cM) c uHcnonb-
30BaHHeM POObl B KauecTBe 3JIVUDpYHIIEro
arenta, B pe3ynpTaTe 4yero nony4yanTt
0,18 r (637%) cMecH nHACTepPeOM3OMEpPOB.,
[IBa nuacTepeouMsoMepa pasAesioT HPH
MTOMONH XHOKOCTHOH XxpoMmarorpaduy Be~
cokoro nasnenus (npen. 6oumanak C-18)
€ HCNonb3OBAHHEM BOMObW B KauecTBe 3Jlo~
HPYIOWEro pacTBOPHTENA:! H3OMEp C MAIbM
BpemeHeM ymepxupanus, 0,068 r (23%7),
coenuHenHe B, H3oMmep ¢ Gonee mpopon=
RKUTENbHbHM. BpEMEHEM Y epPXHBAHUA,
0,081 r (287%), coenuHenue A,
Npwuwsep t4, Nonyuenne /5R,
6S/3-[2-[(S)~/1=-nupunurnt/} -1-/S/-
—unxnorexcnnfuo]—6—[1-/R/-oxcusruﬁ]—
~7-okco-1-azabuunxno/3.2,.0/rent-2-
~en-2-kap6okcunara (A} u /5R,6S8/3-
~[2-[/R/~/1=nupununmir/]~1~/R/~umKno-

- rexcuntuo] ~6=[1-/R/~oxcuarun) -7-ox~
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co-1-azabuumkno/3.2.0/renr-2-en~2-
-kap6okcunara (B).

A, d1-1-/2-MepkanTo-1-umKsorex-
cun/nupuauHUiiMe TaHC YNbOOHAT ,

MetaH (MoHO) cynbdokucnory (0,65 mi,
0,01 monp) RO6aBRAKWT MO KAIIAM B NU- |
pugun (2,42 mn, 0,03 Monb) mpu oxnax—=
feHnn. CMech mepeMemMBalwT B aTMocde-
pe asota B Teudenne 10 muH, obGpaGarTh-
Bawor dl~mmknorexcencynsdsmom (1,377 r,
uyucrora 85%Z, 0,0102 mons) u nmepeme-
misalor npH 72°C B Teuenne 25 u. HsOu-
TOK NHUPHOHHA YHOANAKT MO BAKYYMOM,

a cyieisl OTTrOHANT C HCIOJb3OBAHHEM
Boopi. OCTATOK CMemWBAKWT C BOROH H
noaBepranpT xpoMarorpaduH uepes KOJIOH=
Hy u3 npen, Gonmanska C-18 (5 x 13 cMm)
¢ ucnonp3aoBaHHeMm 0-27 aneTOHHTDHIA

B BoAe B KauecTBe J3/oHpylmero pacTBo=
pHTena, nocjie JHOGWIHIAUMH NOIYYanT
Gecuserust cupon, 1,57 r (537).

Paccuurano: C 46,88; H 6,883
N 4,56.

C,, H,s NO,S,-H,0

Hggného:3C146?61; H 6,463 N 4,65,

B. /SR,6S/napaHHTposeH3Hn—3-[2-
-[/R WITH S/—/1-nnpunuﬂuﬁ]-l-/R HIH
S/-uﬁxnorexcunTuo]-6—/1-/R/-0x¢u4
ormn /-7=okco=1-a3abuunkno/3.2.0/rent=
-2-eu-2—xap6oxcunarnn¢eHnn¢oc¢aT.
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B xononuesi (0°C) pacrsop /S5R,6S/-
napanu7poﬁeu3un—6-[1—/R/-0KCH3THﬁ]-

-3, 7-gHokco—-1-asabuwkino/3.2.0/ren-
Tan—-2-kap6okcunara (1,37 r, 3,93 mmonn) 5
B anertonurpune (15 Mn), xoTopsit nog~
nepxuBatT B aTtMocdepe asora, nobas-
‘nmer guusonpomwnaTinamin (0,822 wi,
4,7 mmons) n audbenunxnopdocodar
(0,979 mn, 4,7 Mmonb). NMonyuernsnt

B pe3ynbTaTe pacTBOpP NHepeMemHBAaKT

30 MuH 4 obnabaTeiBaT PACTBOPOM.
dl=-1-/2-MepkanTo= ! ~IHKIOreKCHI /MHDH-
nuuawiMeraucynbobonara (1,64 r,

5,66 mmonb) B aumerouutpune (4,7 m1), 15
a 3aTeM [HMH3ONPOMHI3THIAMAHOM

(0,822 mn, 4,7 mMonb). PeaxkumoHHYl0
cMech mepememuBawT npH 0°C B TeueHHe
{ u, pas6apnawor xonopuo# (0°C) Bopoi
(75 M) u nomBeprawT XpoMaTOrpabHH

Ha npen, Goumamnske C~18 ¢ ucnonn3ona-
HHeM 25-507 aueTOHHTpHNA B BOfie B
KaueCTBe 3N0HPYIOMEro pacTBOpHUTeNs,
nocne NHOGHUIH3AUMM COOTBETCTBYWMHX
dpakumit nonyuaor 1,9 r (537) uckomo-
I'o COegHHeHHA.,

Paccunrano: C 59,16; H 5,35,

N 5,31,

CyqH 40 N3040 SP+H,0 ‘

Haitmeno: C 58,95, H 5,157 N 5,57.

C. /5R,68/~3-[2-(/R wm S/-/1-mn-
punuuuit/ ] =1=/R wi S/-unxmorexcun-
TH0 | =6=[1~/R/~0KkcnaTun] ~7-okco-1-aza-
6unnkno/3.2.0/rentr=2~en-2-kap6oxcH-
JaT.

B pactBop /S5R,6S/napaHuTpobeH3in~
~3-[2-[ /R uwnu S/-/1=-nupunmuuuit/]-1-/R
HITH S/-unxnorexcnnrud]-6-[1-/R/-ox-
cuaTwn) -7-okco~1-azabumkino/3,2.0/=
PGHT‘Z'EH—Z‘KaDGOKCHnaTnH¢eHHn¢OC¢aTa40
(1,85 r, 2,34 mmMons) B ''Mokpom' Ter-—
parunpodypane (96 m1) noGasnsir mpoc—
Tolt adup (96 M), kanHessdi docdaTHbE
" Gythep MOHOOCHOBHOT'O rHApaTa OKHCH
natpua (0,15 M, pH 7,22, 50 mn) u
10Z-nptft nasuanMit Ha OpeBecHOM Yrie
(1,9 r). Monyuennyo B pesynbrare
cMech NMofBepramT IHAPOreHH3alUu NpH
remneparype 23°C, namnenmn 2,812 kr/
/cM? B Teuenme 1,25 u, Opraxuuecku#
crnolt OTHeNnAT H NMPOMBIBAT BOAOH
(3 x 20 mn1). BonHmie pacTBopbl GHIBLT—
pywr yepea npoknanky lenHra, npombi—
pawor npocTsM adupoM (2 x 60 mi), 06~
pabaThHBaKT MOK BAKYYMOM C ledbl yaa-
JIeHHA cnenoB OPraHHYeCKHX pacTBOPH=
Tenell U NMogBeprawTr xpodartorpadHH Ha
KOJIoOHHe u3 npen. Goupanska C-18
(4,5 x 9 cM) c ucnonb3oBauneM 0=57
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AUHETOHHTPpHIIA B BOO€e B KauyeCcTRe I3JH—
pylmero pacTBOPHTeNA, nocite JHObHIH-
sauy nonyuawt 0,705 r (767) cmecwm
nHactepeoHscMepoB. [lilacTepeou3oMepst
pas/les1g0T NpH MOMOMH XMAKOCTHOR Xpo-
MaTorpadHH BeiIcOkoro nasnenus (mpen.
Goupanak C—-18) c ucnonb3opanrem atie—
TonuTpuna (47%) B Bo/le B kauecTBe 9o~
HpYHIero paCTBopHTenx, aHacTtepeoHao~-
MEp C ManbM BPeMeHeM YOepXHBaHHA,
coegunenne A (0,29 r, 317).

Paccuurano: C 56,59; H 6,554
N 6,60; S 7,55.

Cyo 34 Ng0,S 2H,0

Hakpneno: C 56,83, H 6,47, N 6,59;
S 7,43,

MTonyuawT Takke AHACTepPeOoH3OMep C
Gosiee NMPOMOIIXKHTEINLHBIM BPeMeHeM yoep=—
®HBaHust, coefuHende B (0,35 r, 382).

Ipuwmep 15, A. /SR/Anmn=-3-
—[72-nnpnnuunoaTnn/THd]-/65/-[1R/-ox~
cHaTHIT] ~7=0KkcO~1~a3abuumkno/3.2,0/~
rent-2-ek-2~kap6bokcunatrande Hundocdar.

B pactBop /S5R/ammun-3,7-nuokco-
-/6S/-f/1R/-oxcosTHn]-1—aaa6Hunxno-
[3.2.0]rentan-/2R/-kapGokcumnara
(473 mr, 1,87 mmons) B CH4CN (6 mn)
no6aBnsgoT NPH TeMIepaType NpHMepHOo
-10°C B atMochepe asora OHH3IONPO~
munsthnamue (0,42 mn, 2,4 mmonn), a
satem audeunmnxnopdocdar (0,50 mn,

2,4 mmonp), CMech mnepeMemyBaoT NpH
0°C B Teuenue 30 MHH, 3aTeM OxjaxgamnT
no temmepatypbi —15 C. B 3Ty cMech
LOGABNAKT MACIAHHCTYI0 CYCMeH3HW
N~/2-MepkanTosTwia/nHpURHHHIAXNOPHAA
(527 mr, 3,00 mMonp) B CH,CN (1 wmn),
copepxameM 5 kanens [MP, .3ateM an-
usonporunatunamun (0,42 ma, 2,4 Mmong,
CMmech nepememuBanT npr ~15°C B Teue-
Hue 30 mMH, a 3arTeM pasGamnaswT BonOH
(20 M), ATy cMech HemocpencTBEHHO
NoABEepraioT OYHCTKe Ha ofpameHHo~da3o=
BOIT XpoMaTorpadHuecKoH cHIHKareneBod
KOSIOHHe, 3JIMpPOBaNHEe OCYmeCTBJIAWT BO=
mort (200 mn), cmecsmt 107 CH,CN/H,0
(100 mn), 20% CH4.CN/H,0 (100 mn),

307 CH4CN/H,0 (100 mn), 40% CH4CN/H,0
(100 mn), CooTBeTcTByKImHe (PaKUHK CO=
6HpanT, OpraHHYeckHil pacTBOpPHTeNb
yoanser nox BakyyMoM H nocne aHodHns=
sanuu nosyuamor 786 mr (1,26 »mons,
soxony 67,3%) HCKOMOro coenMHEHHA B
BHOE KOPHYHEBATOro MOPOWKAa.

B. /5R/=3=[/2-nupitinkuosTin/Tuo)~
~/68/=[/1R/-okcnaThn]-7-oxco~1-asza-
Guunksno [3.2.0] rent-2-en-2-KapSokcH-
nar,
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B pactpop /S5R/anmun-3- [/2-mupunu-
nuos T /o) -/6S/= [/ 1R/-okecnaTun] -7~
-okco-1-a3abumxio [3.2.0] renr=2-en=
~2-xapBokcunaranbenundocdara (156 wr,
0,25 mMonb) B CH,CN (2 M) nocnepo-
paTenbHO OOGABAAT NPH TeMnepaTrype
NMPHOBIU3UTENTBEHO 22°C pacTrop 2-3TWi~
rexcanoata xamua B EtOAc (0,5 M,

0,6 M1, 0,3 mmMons), TpHbeHHTPOCHHH

(15 Mr, 0.057 mmonp) M TeTpakHCTpHbe:

Hundocouunannaouit (15 mr,

0,013 mmonb). CMech MepeMemUBawT npn

remmepaType mpumepHo 22°C B aTmocde-

pe asora 2 u, llocsie pobaBnenuss Ges=

BonHo#t Lt,0 (7 mn) dunprpaimed orne— '
JIAKT O0CanoK, ITPOMBIBAIOT 6e3BOOHON

Et,0 (7 Mn) u cymar nop BaKYyyMoM,

B peaynbraTte vero nomyuawt 101 mr

KOpPHUYHEBATOrOo TBepmoro BemecTBa. Ero g

[MOOBEPralT OUHCTKE NPH [OMOmMH oGpa=
meHHO—(pa3oBoi xpoMaTorpaduyeckaoil Ko=
nonut (C-18 IlpenllAK, 12 r, Yoreps

ACCOCHIHTHC) C HCNOIb3OoBaHUEM BO.bI

B kauecTBe onweHTa, COOTBETCTBYKWIHE
dpaxuumu (dppakmuu ¢ 7 no 12, kawpas

o6bemMom 20 M) coBOHpawT H NogBeprawnTt
nuodwIM3alMH, B pes3ynbTare 4Yero nony-=

yaor 53 mr (0,16 mMonb, Bbixon 647%)

" HCKOMOT'O COeIHHeHHs B BHIOE XeJITOBaA~

TOro MNOpPOmKa.

NHpumep 16, Monyueunue B?fZ—

- /N~MeTHn~THOMOPbOMUHHIH /3 THATHO| =

-6o—~/1' =/R/-okcuaTun —~7-okco-1-asa~-

Gnunxno[3.2.OjrenT—Z—eH—Z-xapﬁchn-
nara.

A. N—meTun—N-/2-mepkarmrostun/THo=
MopdbOIHHHI MeTaHCYILPOHAT.

B npepBapHTeEsbHO oxnaxmeHnussi (e-
‘maman Banua) N-meTunTHOMOPOONHH
(5,00 r, 42,7 mmons) pobaBnswT MeTaH=
(Mono) cynsdokucnory (1,47 ma,

20,5 mMonp) B cynbdHm arunena-(1,30
(1,30 mn, 21,4 M1, 21,4 mmomb). Cmech
- HarpesampT A0 TeMIepaTyph 65" C, Koro- 45

pyio nopmepxuBawT 24 4, H pas6aBasoT

sopo#t (25 mn). BomHeit pacTBOpP MPOMBI=

BAOT MNH3THIOBLM NPOCTHM 3GHPOM (3 x

x 25 mi), o6pabaTHBawWT IMON BaKyyMOM

M CJIMBAKNT Ha KOJOHHY o6pamenHo—daso=

Boft xpoMmaTorpadHH H3 CHJIHKaresns; HC=

KOMOe coefHHEeHHEe 3MIOHPYT BOIOMH. Co-

oTBeTCTBYWMHEe ¢paknuyH coOHpPAwT H Bb~

napMBawT, B pe3yinbTare uyero nonydawt

rvon B Bume Macna (4,80 r, Bexon 8617).
- 55
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B. HapaﬁnTpoéeﬂann—B-[2—/N—Me7nn—
—Tuonop¢onnnuﬁnn¢eHnn¢oc¢aT/3Tun-
Tnd]-6¢-[1'—/R/*oansrnﬁ]-7—oxco—

1424737

30
-1-asabumukno[3.2.0)renT—2-en-2~kap=-
6oxcunar. o

Xononuent (lenAHas BaHHA) PacTBOD
napanurpobenaun-6o~ [1'-/R/~oxcusrun) -
—3,7—nnoxco—1-a3a6nuukno[3.2.d]ren-
Tan-2-xapb6okcwiara (557 mr, 1,60 mMons)
B CH,CN (8 mn) obpaGarbbawT nobaBne=
HHEeM MO KalulfiM HOHH3OIIPOIHII3THIIAMHHA
(0,336 M1, 1,92 MMonib) M nudeHWIXIOP=
dochara (0,400 mn, 1,92 mmons) H-me=
pememuBawt 30 mMHH, PeakUuHOHHYW CMeCh
obpabarteiBapr N-MeTun—N-/2-MepkanTo-
9T/ -rHomMopdbonHHUIMEe TAHC YN BGOHATOM
(893 mr, 2,29 mmonb) B CH4CN (4 mn)
u nuusonpomanstTunamuiom (0,336 mn,
1,92 mMons) u nepememubaor 30 MHH,
Pacrpop pas6asnaioT Bosoi (20 mm) u
C/IHBAWT HA KOJIOHHY o6pameHHO-tha3oBoOH
xpomartorpaduu u3 cunukarensa. Hckomoe
coenuHeHHe ayuoHpyloT cMechki 307 anero-
HuTpuna - Boga. CoorBeTcTBymmue ¢pak-—
IMH coefHHALT, 00pabaThBAawT NOA BakKy-—
yMOM B TeyeHHe 2 U H MOABEpPrawT JHO=
PHUIHM3auMM, B pe3y/lbTaTe 4ero noayya-
or uckomoe coemuuenue (1,01 r, B~
xon 857%).

C. 3-[2-/N-merun-ruoMopdonuumit/-
STHnTud]—6dr/1'-/R/—OKCHSTun ~7=0K=
co—1—asa6uunnno[3.2.d]ren7-2—en-2-
-KapBOKCHIIAT .

PaCTBop_napauurpoGenaun-3—[2—/N-

_-MeTHnTnouop@onnxnﬁnn¢ennn¢oc¢aw/-

aTHnTHO| ~6ol—/ 1' =/R/=oKkcHaTHN]~T—OK~
co-1-asa6uunkno [3.2.0]renr~2-en=2-
-kxap6okcunara (1,31 r, 1,7 mMons) B
0,1 M dpocdarnom 6ypepe c pH 7,4

(48,8 mn), rerparunpodpypane (20 wmn)

M AM3THIOBOM mpocToM 3dupe (20 mn)
nomBepratwT runporenuszanud nap 10Z-HeM
pd/C (1,5 r) na subparope lappa B
Teuenne 1 uy npu nasnennn 2,812 kr/cm?,
PeakuMoHHYI0 CMech pa3baBifiioT AHITH™
noeeM npocTeM 3dupom (40 mn), u dasu
pasgenswrca. OpraHHueckyw ¢asy npo-
mpiBalor Bomoft (2 x 5 mu). Bomubie dasnt
coegnHsAlT, GUIBTPYT depe3 QHILTPO=
BanpHyw 6yMary, NPOMBIBAKNT AH3THIOBbLIM
nmpocToM adupoM (2 x 20 mn) u obpaba-
THLIBAT BaKyyMoM. BoaHbii pacTBOp CIH=
BamT HAa KOJIOHHY o6pameHHo-dasoBoht
XpoMaTOrpaduH Ha CHIIMKaresne W HCKOMbI
xap6aneHeM 3oHpylT cMecsio 57 aunero-
HuTpHna - Bopa. CooTBeTcTBYyMUHHE ¢pak-
HHH COeNHHAKT M nonseprakpTr Hodunu-
3aUMH, B Pe3yNbTaTe 4ero nojfydawT He=
KOMoe coelWHeHHe B Buge amopdHOro
reepnoro pemectsa (205 mr, 31%).



B

31

Mpwuwrenp 17, lMonyuenne /5R,6S/-
‘3‘[2-/1-METHHMOD¢OHHHO~3THHTHO]-6‘
-[/R/-l—oxcnsrun ~7=okco=-1-a3aliuHK=
no[3.2.0]renT—Z-eH-Z-Kapﬁoxcunara.

A. 1-MeTun—-1-/2-mepkanTosTun/mMop=
donunuitTpUudTOpPMEe TARC YTbHOHAT .

B N-merunmopdonun (3,29 wmi,

0,030 monb) [O6GABMAWT MO KAMIAM TPH—
dropmeTan (MoHO) cynbdokucnoTy (1,327 M,
0,015 Monb) npH 10°C, 3aTeM CynbdHA
arunena (0,89 mn, 0,015 mons). Nomy-
YeHHBI! B pe3ynbpTaTe XeNTOo—-KOPHUHEeBLE
pacTBOp HarpeBawT (MacnAHas BaHHA)

no 50-60°C B arMmocdepe asora H BhOED—
‘XHBAlT TNpH 3THX ycrnoBuax 18 u, Jllery~
yHe MATEepHAJIN 3aTeM ygandwT nox Ba-~
KYYMOM, a INoJIyyeHHoeé OCTaToO4dHoe Mac-
no nepenocart B 10 mn Bopsl. BopHeni
pPAcTBOP NMPOMHLBANT MPOCTHM AW THIOBBIM
adupom (3 x 5 M1), a 3aTem ocTaToOu=
Hblif OpralMuecKHil pac TBOPHTeNb ynana-<
0T non BAaKyyMoM. [lonyueHHbIi B pesynb-
TaTe BOAHLEI PACTBOP HAHOCAT HA KOJIOH=
HY obpameHHO—ba30BOIt xpoMmaTorpadHu
C-18, KOTOpY® 3aTeM 3JIOHPYIOT BOMOH,
cMecbio 57 aneTOHHTPWIA — Bopa H cMe=
chio 107 ayeroHuTpHna - Boma. B pe-
3ynbTaTe BHIAPDHBAHHA COOTBETCTBYIOMHX
dpaxipit monywyawT 6ojiee TBepooé Beme-
¢TBO, KOTOpOE CymaT Inoj BaKyyMOM
(P205), npH 3TOM MNOJSIYUAT HCKOMBIR
npoaykr (1,92 r, 417).

B. HapaHquoﬁeusun/SR,68/-3-[2—

-/ 1-meTunMopdonuuo/atuntHo) 6 [/R/-
-1-oxcn3Tun]—7—0Kco-1-asa6uunxno-
[3.2.0]renT-Z-eH—2-Kap6oxcnnaTnn¢e-
wundocodar.
' B pacTBop napaHHTpoﬁeﬂsun~/SR,6S/—
-6-[1R/~1—oxcn37nﬁ]—3,7-nuoxco-1—asa—
5uunxno[3.2.d]renran-z-xapﬁoxcnnara
(0,348 r, 1,0 mMonp) B 25 MI CYXOTo
aneToHutTpuna nobaesislT NO KammAM OH—
- usonponunatwnamuk (0,191 M, 1,1 mvonn),
a sarem pubemwixnopdocdar (0,228 mu,
1,1 MMOJIb) MDH 0°C B aTMocthepe asoTa.
Nocne nepeMemHBAaHHA TPH 0°C B Teue-
Hue 1 u pobGamBnAwT nunaoqponunswnnauﬂn
(0,226 mn, 1,3 MMonb) nonydeHHssi B
pesynbraTe sHondochar, a sareM {—Me=-
Twi-1-/2-MepkanToaTi/MOPGONHHHATRH=

1424737
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dTOpMeTaHC yNbOOHAT (0,373 r, 1,2 mmonb).

PeakIpMoHHYI0 CMeCh NepeMemHBantT ODH
xomuaTHolt Temmepatype 1,5 u, a 3arTeM
KOHI@HTPHPYKT I10[ BaKYYMOM. Ocrarou=
HBOI MaTepHasn NMepeHOCAT B BOAY H Ha™
HOCAT sSaTeM Ha KOJIOHHY o6pameHHo—ba—
soBoli xpomarorpaduu C-18. B pesynp=
TaTe 9J0OMpPOBAHHA BOQROH, SaTeM CMEChI
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207 aneToHUTpHna = Boga H cMechw JUZ
aUueTOHHTPHNIA = BOOAA H nocnenywment
nHobHAH3ALMH cooTBeTeTRyIomHX dpaximh
nonyuawT uckomeii npounyr (0,360 r,
407) B BHoe aMophHOTO TBepnorc peme-
cTBa.

C. /5R,68/-3-[2-/1-metunmeponu=-
Ho/srunrud]—6~[/R/-1-oxcuaTﬂﬁ1-7-0K—
co—1—aaa6uunxno[3.2.01renTEZ-eH-Kap—
6okcHnar.

B pacTsop napauurpoGensun /S5R,6S/-
-3-[2-/1-mMeTunmopdomuno/sTunrio) -6~
~[/R/=1=oxcuaTun)-7-okco-1-azabuupk-
no[3.2.d}renT—Z—eu-2—xap60xcnnaTnu—
dpenundocdara (0,360 r, 0,49 mmons)

B 13 Mn dochathHoro 6ybepa (0,05 M,

‘pH 7,4) poGasnswr 0,36 r 107%-ucro

nannangusd Ha ApesBecHoM yrie, 20 wmn
Terparuapodypasa u 20 Mn npocTtoro M-
3THNOBOTO 3¢Hpa. 3TY DPeEaKIHOHHY
CcMeCh NOOBeprawT THAPOreHM3&UHH
(Tapp) npu npassnenuu 2,250 kr/cm? B
TeuyeHue 1 u., CMech OMIIBLTPYIOT uepes
llenuT, a sareM GHIBTPOBANIBHYKW IPO—

‘KNafgKy MpOMBIBAIOT BOAOH H NPOCTHIM [IH-

3THITOBbIM 3bHpoM, BoaoHyw dasy orpensa-
wr, ee pH obfecmeunHBaercsi Ha YPOBHe
7,0 po6amnennem docdaTHOTO 6ydepa ¢
pH 7,4. Nocne ypmaneHus OCTATOUHBIX
OpraHMYecKHX pacTBOPHTeNeH Mo BaKy—
yMOM BOOHbE! pacTBOP HAHOCAT HA KO=
JIOHHY ofpameHrOo—}a30BOH XpoMaTorpa=
duu C-18. B pesynwTaTe ISNKHPOBAHHA
Bomoift H JTHOGHIH3aUMH COOTRETCTBVHIHX
dpakumit monyuawr 0,130 r amop¢Horo
TBepIOro BemecTBa. JTOT MaTepHan nog=
Beprawr MOBTOPHOM OUYHCTKe TPH MOMONH
ob6pamenHo—ba30BOH MO KOCTHON XpoMa~
Torpabuu BHICOKOFO AaBleHWA, B Pesynmp=
TaTe uero MOJYy4YawT YHCTHI NPOAYKT
(0,058 r, 347) B BHOe aMOp$HOrO TBEP=
OOTO BemeCTBa.

| Npuwme p 18, Monyuenue /5R,65/-
—3-[2-/1,A-AHMeTnn-nnnepasuHHﬁ/—sTHn-
Tnd]-G-{1—/R/-0KCH3Tun -7-okco~1-aza=~
Guunxno[3.2.d]renT—Z—xapﬁoxcunaTa.

A. 1-/2-AueruntrosTUn/-1,4~nHME~
THnHnepasuHEi6poMi .

PacTBOp 2-6pOMITHITHONALETATA

(2,20 r, 0,012 monp) u 1,4-nuMeTHI=

. THMepasHHa (1,95 mn, 0,014 mMons) B
‘anetone (4 MiI) mMepeMemMBANT NPH 50 C
B TeuenHe 65 u, Ilocse oxnaxnenHa 0

25°C mupxyio $asy AERaHTHpYoOT, MPH
5TOM OCTAETCR CMona, KOTOpyw DPacTR=
par OBaxin C NMPpOCTHM OH3TWIOBEM S¢H=
poM, B pesynbTaTe MONY4alT I'HAPOCKO™
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MHYHBLT xenrToBarTsii nopomox (3,2 r,
907) . )

B. Xnoprugpar 1,4-puMeTun-1-/2-
~MepKanTosTHi/nMHnepasuuuil  6poMuaa.

PactBop 1-/2-aneruntnosrun/-1,4~
—~OUMeTHJINHIepa3HHHH OGpomMuma (1,1 r,
3,7 mmons) B 6 N pacTBOpe xiopHcTo-
BomopomHONt kHcsaoTh (4 M) "HarpemawTt
no 80°C B armocdepe azota u mpu 3THX {0
YCHOBHAX BbIEDXHBAWT B TeudeHue | u,
PacTBOP KOHUEHTPHPVIOT NDH MOHUKEHHOM
OaBleHHH, B De3ysibTaTe Yero MoJjyuyawT
6ement mopomox (0,41 r, 387).

Paccunrano: C 31,03} H 7,16,

N 9,05; S 10,35.

CyHyo N,SBrClL H,0

Hatinewo: C 31,62; H 7,463 N 9,19}
S 10,19.

- C. /5R,6S/NMapanurpobensmun/3-|2-
=/1, 4=pumeTHn-1-nunepasuuuii/ 3T~
0] =6-[1=/R/~0okcuathi | ~7-okco~1-asza~-
6Huuxno[3.2.0]renT-Z—eH—2—Kap60Kcu—
naroudbenundocdar.

B xonomuesi (0°C) pacreop /SR,6S/- 25
napaHnTpoﬁensnn—G—[1—/R/-oxcusrnn]—
-3,7—nnoxco—1—asa6uunxno[3.2.d]ren-

. TaH-2=gap6okxcunara (0,465 r, .
1,33 Mmons) B anetouurpune (2 mn),
mognepxHBaemiii B arMocthepe asora, oo~
6aBnsior guusonponwisTwiamii (0,33 mn,
1,59 mMouib) . PeakuuoHHy cMechb nepe-—
memuBawT 30 MuH ¥ oOpafaThiBaWT CyC-—
neHauel xnopruuppara 1,4-pgumerun—1-
~/2-MepkanTosTiul/~nHnepasuHHIGpoOMUIA
(0,40 r, 1,37 mMons) B aLeTOHHTPHIE
(3 mn) - Bope (1 M) M OHH3OMDOMNMI~
stuinamuuom (0,278 mm, 1,59 mMonb).
lMocne nepeMemuBanus B TeueHHe 18 u
mp 5°C B cMech [OGaBIANT XONOAHYI
Bony (15 mn),. IonyuyenHsil B pe3yibTa=
Te pacTBOp MOABEPrawT XpoMaTorpadHi
uan Ilpen-Ilak=500/C~18 (Yoreps- Acco-
cuafitc) B popme konouus (2,5x 7,5 cm)
"¢ HenonbsopBanueM 25-357 aneroHHTpWwia
B Boe B KauecTBe 3/OUPYHMHX PacTsBoO—
pHTeNe#t, B pesynbraTe mociie ITHOGHIH=
3alMM NOIyYalnT KeJITOBATHI MOPOMOK
(0,50 r, 507). )

D. /5R,6S8/-3-[2-/1,4~puMeTnn=1-nn~
nepasunmi/sruntHo | ~6= [1~/R/-okcu=
aTwi1] -7-oxco-1-asabuwmiio [3.2.0] -
renT-2-eH—2-kapboOKCHIAT,

B pacreop /5R,6S/napanuTpoben=
aun-3-[2-/1, b-pumerun-1-nunepasnumii/~
3TunTud]—6-[1—/R/-oxcnsrun]-7-ox-
co-1-aza6uuuko[3.2.0] rent-2-eu-2~
-xapGokcunar aubenungocpara (0,47 r,
0,623 MmmMone) B "mMoxpoM'' Terparuppo-
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dypane (25 mi1) npobasnswT NpocToi gU-,
3THIOBHH 3dup (25 Mn), kanueBbil tdoc=—
daTHbH OydbepHbI! PAaCTBOD MOHOOCHOBHOTO
runparta oxucH Hatpua (13 mn, pH 7,22)
“ 107-Hbt nannazHit HA OpeBeCcHOM yrie
(0,47 r). NonyueHHyw B pesynabTaTe
cMech MOABEPralT THAPOTEHHW3AUHH TNpH
23°C u nannennn 2,812 kr/cM? B Teue-
Hue 1 u, JlBa cnos pasnensioTcs, H Op=
raHHYeCKHH CJIOH 3KCTPATHPYIOT BOOOM

(2 x 7 M1). Bonmmeie ciion COeHHAWT,
bHIpTpYT uepes npoxnaaxky lenura,
IMPOMEIBAIOT NMPOC ThIM [TH3THIIOBbLIM Q(prOM
(2 x 15 M) ¥ mo;gseprawT XpomaTorpa-
¢uu Ha komonne (2,5 x 9,5 cMm) ¢ me-
MOIb30BAHHEM BOJbl B KAUeCTBe SIINHPYIo—
mero pacTBOPHTeNsl, B De3ynbTaTe 4Yero
nonyuawnr 0,097 r (43%) uckomoro npo-
AYKTa nocne JHODHIHM3aIHHK.

I puwmep 19, Nonyueune /5R,6S/~
=3-[2-/1,4,4-rpumerivi~1~nunepasu=-
nuit/=3TunTHo) -6~ [1R-okcuaTHIT ] ~7- 0K~
co=1=azabuuukno/?%,2.0/renr-2-eu-2-
~Kapb6OKCHIIATXIIOPHOA .

A, 1-/2-Auerunrtucarun/-t,4,4=1pu-
MeTHWIINHUNepa3HuHHH6p OMUOHOOHLT o

Cycnensuw 1-/2-aneruntrostun/=-1,
b-pumeTunnunepasunwibpomuna (1,48 r,
5,0 MMONIB) B H3OMPOMIWIOBOM CHHPTE
(10 Mn) ob6pafarbiBalT MeTHITHOOHOOM
(0,373 mn, 6,0 mMons) H HarpesawTr .o

‘o

TeMIIepaTyphl 55—60°C, KoTopas momnep=,

xuBaercss 30 u, PacTBOpHTeNH BbNapu-~
BaOT NIPH NOHWKEHHOM [aBjleHHH, OCTAaTOK
pacTvpalnT B rekcase, a TBeppoe Beme=
ctBO orpensawr ¢wibrpauned (1,85 r),
TBepnoe BemecTBO PACTBOPSAKT B ropauved
Bome (8 mm) u pacrtBop pa3bamnswT aune=
TOHOM O o6pasoBauuii MyTHocTH (70-

80 mi). B pesynsraTe [BYX Noclneno-
BaTeJibHBIX KpHCTamusanui nosnydalr

1,5 r nckomoro coenuHenna (68%) c
romn. 220-225°C (pasnox.).

Paccuurano: C 30,08, H 5,51,

N 6,38.

Cy, HqqN,OSBr 1

Haitmeno: C 30,483 H 5,53; N 6,86.

B. 1-/2-Mepkantoatun/-1,4,4-Tpu~
MeTHIIITHITEP A3 HHHI G UC XITOPHA «

CMecp 1-/2-anerunrtuostun/=1,4,4-
~TpUMe THIINHNep asHHUHGpoMuaionaa
(1,84 r, 4,19 Mmonp) u 6 N pacrsopa
XnTopHcTOoBomoponHoi kHemory (15 i)
HarpesawTr o 57°C B arMmocdepe asora
U BLIIEPKUBAKWT NPH 3THX YC/OBHAX 2,5 u,
PacTBOD KOHUEHTPHPYWT NPH NOHHXEHHOM
NABIEHHH [0 CYXOro cocTofirua., TBep—
ooe BemeCTBO CYCHEHJIHPYlT B Boae
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(10 Mn) H TmaTenbHO NepeMemHBaeMyn
cycrneH3suw ob6pabaThiBaloT, NepMYTHTOM
S=1 C1© - BnnoTh, O mMonyuyeHHs pacTBO-
pa. PactBop cnuBawT Ha konoHHy (1,2 x
x 60 cM) u3 nmepmyrura S —1 C17, Ko~
noHHy smoupyirT Bomont (1,5 mn/mun).
CooTBercTBylomHe GPaKUHH COEOMHALT H
noasepraioorT NHOOWIH3alMU, B pesynbTare
gero nomnyuawor Gemsit nopomox (0,93 r), 10
r.n. 190-191°C, 857,

Paccuyurano: C 39,344 H 8,62;
N 10,20; S 11,67.

€4H,, N,S Clyt 0,75H,0

Hafineno: C 39,48} H 8,39; N 10,5555
"8 11,15, v ‘ :

C. ISR,6S/napannrpoﬁeﬂsun-3-[2—
-/1,4,4=Tpume THn— | ~HnEpa3uH At/ 3THA
Tio] =6~ [ 1R~oxcus TN ] ~7-0KCcO-1-asabu-
unkno/3.2.0/renr-2-en-2-kapbokcunar=
6HCXIIOPHA .

B xonommsst (5°C) pacTBop /5R,6S/-=
napanurpo6ensun-6- [1R-oxcuaruin]-3,7-
~nuokco-1-azabuuukno/3.2.0/rentar~
-2R~gap6oxcunara (0,94 r, 2,7 mmons)
B auetonurpune (3 mn), xoropsit noo-
pepxuBanT B aTMochepe asora, fnabas=
nsior . auusonpomutatunamun (0,557 M,
3,2 mmonb) M audenunxiopdpocdar
(0,663 M1, 3,2 MmMonsb). '

PeaklHOHHYI CMeCh MepeMemHBaioT
npu 5°C B Teuenne 30 mmMH M 06pabaTbi~
paoT auusonponwnaTunamiioM (0,599 wmi,
C 3,44 mmonb) M BooHeM pacTBopom (4 M)
1-/2=mepkantoatun/-1,4,4-TpuMeTHINH-
nepasuunitéucxnopuna (0,90 r,

3,44 mmonb), Yepes 1,25 u poGasnsr
puusonporunatunamuu (0,1 M,

0,57 mMonb) ¥ mepeMemMBaHHWe MPONOJ=
xaor eme 2 u, YacTb aUETOHHTPWIA YAA~ 4q
J1A10T IPH NMOHHXKEeHHOM naBprieHHH, a no—
nyuyeHHyw B De3ynbTaTe KPAacHyw cMech
nogBeprawT XpoMaTtorpadum C HCNonb3o-
BaHueM 25-757 auertonuTpHna B BoQle

B KauecTBe JJIOMpYWmero pacTBOPHTENA,
pPH 3TOM MONY4alT XenTOBaThii MOPOWOK
(1,4 r) nocne nuopwnnsamu. lopomox
pPacTBODANT B BoAe M pacTBOp Npomycka=,
ot uepes xomonmy (1,2 x 58 cM) us3
nepmytura S =1 C17 c Hcnonb3oBaHHEM
BOmb B KauecTBe S3JINHpYmero areHTa.

B pesynbraTe NHOGHIM3ALUMH COOTBET=
cTBYImHMX $pakiMit nonygamwT 1,17 r no=-
powxa, XOTOPH/l BHOBb MOABEPrawT OUYH=
cTKke ¢ MCnonb3oBaHHeM KoJIOHHW llpen—
Hax-500/C-18, B pesynbTaTe JIHODWIK=
3anHH COOTBETCTBYIOMHX - dpaxuuit nonay-
qawpr mentosaret nopomox (0,80 r,
53%). '
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Paccunrano: C 46,513
N 8,68; S 4,97; Cl1 10,98.

Cy5 HyoNq0gSCl,+ 3H,0

Haiinewo: C 46,313 H 6,18} N 8,57;
s 5,363 Cl 11,37,

D. /5R,6S/-3-[2-/1,4,4=TpuMeTitn=
-l-nnnepasnnnﬂlsrunrnd]-6-[1R-0Kcu-
srnn]—7—oxco-1-asaGHuHKno/3.2.0/-
rent-2-er~2-xapbOKCHIATXIIOPHA .

Cmech /5R,6S/napanurpobensun=3-
-[2-/1,4,A-Tpnuerun-i—nnnepasuuuﬁ/—
3TunTnd]-6-[1R-oxcn3rnn]—7—oxco~1-
-asabuimkno/3,2.0/rent-2-eH~2-KkapboK~
cunar6ucxmopuna (0,40 r, 0,68 mmons),
dpocdatnoro Gydepa (30 mn, 0,05 M,
pH 7,0), terparuppodypana (10 mn),
mpoctoro sdupa (30 mn) u 10Z-roro
nannanna -Ha npesecnoM vrne (0,40 r)
MoOBepralT IFHOPOTeHKW3allHH NpH Temne-—
parype 23°C u pasnenmu 2,461 xr/cm?

B TeuemMe ! u, /Ie dasnl pasfensaioTcs,
Opranuueckxym $a3y 3KCTParHpyoT BoioR
(10 mn). Bomuyw dasy GUILTPYT uepes
nmpoknanky llenura, NpoOMBIBAKT NMPOCTHM
a¢upoM (10 Mn), KOHHEHTPHPY®OT non, Ba=
xyymMoM o oBmvema 10 M1 ¥ moaBeprawT
xpoMaTtorpaduueckolt o6paborke Ha KO-
noune Ipen-Nak-500/C-18 (2,2 x 11 cM)
€ HCNonb30BaHHEM BOMb B KayecTBe Saw~
Hpyomero pacTBOpHMTens, B pesynbrare
wero monyuawor 70 mr (25%) HckoMoro
MPOAYKTAa mnocje jHoPHITH3alHH,.

H 6,563

dopMmMyna nsobperenHuH=f

1.Croco6 nonyuyeHHA NMPOHIBOMHALIX Kap=
Ganenema obmert dopMyns I :

S"A_Rz
COOR,

rne R, = Bomopon, napavHuTpoGeH3IWIbHAR
. WM annuabHas samHTHaR rpyn=
na OpH HAJMYKH TaKXe NpOTH=
BOHOHA}
NUPHAHHUIT HIH 3aMemeHHHe [TH=
PHOHHMIT, HMHOA3ONHA, THOMOP=
bonuuMt, MHNepasHHui, Mopdo-
" JTHHHAY
A - 3TWieH, HesaMemeHHH HIH 33~
MemeHHbt MEeTHWIOM, IHKJIOreK=
cun,
ucxonsa Hs xero3dHpa obme#t ¢dp§ynu 11



37 1424737
0
Hoyp
e T T T
R COOR! 5
roe R: - yKasaHHas 3amMTHas rpymnna,

nndenunxnoppocdara, MHHUIONPONWISTHII=
aMMHa, HHepTHOro opraHHuyeckoro pacr-
BOpHTeNA W MPOH3IBOAHOIC Mepkanrtaxa, {Q
CO CHATHeM B ciyuyae HeoOXOOHMOCTH
xap6okcHsamuTHO® rpynmnsl, O T T H 4 a=-
omy it ca TeMm, 4TO, C HeNbWw ympo-
meHHs mnpolecca, B KauecTBe NPOH3BOA~
HOTO MepKanTaHa HCMOoNb3YyKT THOJ 06~ 15
meit dopmynm 111

38
HS-A-R,,

roe A f R, uMewT ykasaHHble 3HaueHHd,
M B3auMoneHcTBHe keTo3bupa obmeit dbop=-
Mynel 11 ¢ gudeunnxnopdochaToM B npu-
CYTCTBHH [HH3ONDONHN3ITHIAMHHA B cpene
HHEePpTHOro opralHuyecKoro pacTBOpHTeENns
H NMPOH3BOOHOTO MepKanTaHa OCymecTBIA—
0T B ONHY CTAafHIO,

2, Cniocob nmo my1, o TN H U aw-=
mu#H CA TeM, YTO TMPOIECC MPOBOAAT
TPpH TeMrepatype OT -15°¢ no KOMHan
HOM,

3., Cnoco6 no n,2, o Tn Huuaim -
muit ca TeM, YTO Npolecc NPOBORAT
npH TemmepaType or =15 mo +15°C.

Cocrasutens H,BouapoBa

PemakTop M,HHTKuHa

Texpen M. Xonaunu

KoppekTop B,PoMaHeHKoO

3akas 4699/58 Tupax 370

llonnucHoe

BHUHIIU TocymapcTBeHHoro xomuterta CCCP
no pnenaM H3oOpeTeHHN H OTKPHLITHH
113035, Mocksa, K-35, Paymckas Hab6., a. 4/5

[lpousBosicTBEeHHO—NOJHUIpabHUeCcKoe npeanpusaTHe,

r. Yxropon, yin. !lpoektHam, &4
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