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BBEAEHWE

Panee ObL1O mMoOKa3zaHO, YTO IIPU MCCICAOBAaHUU
OMOXMMHUYECKUX peaklrili ¢ y4acTUEM TJIMKO3WI-
TpaHcdepas3 E. coli mpupoaHbIi CyOCTpaT-aKLEeITop
(yHOekanpeHmwinnugocpaT-2-aneTaMumao-2-1e30KCH-
o- D-TIIIOKOIIMpaHo3a) MOXKET OBITh 3aMEHEH CUHTE-
TUYECKUM MPOU3BOTHBIM HEU30MPEHOUIHOIO CTPO-
eHUsI, coAepKalllMM BMECTO YHIEKaIlpeHUIbHOIO
pamukaina ¢peHOKCUyHIeUWIbHYI0 rpynmy [1]. Hamm-
yre (peHOKCUTPYIINHI TO3BOJISLIO AETEKTUPOBATh CO-
JIepxallye ee COeOUHEHUSI MO CIelur(UuIecKoMy
Y®-nornomeHUIO (A, = 260 — 280 HM) TIpM HUccte-
IOBaHWM (pepMEHTATUBHBIX peaknii coopku O-aH-
TUTEHHBIX TToJiucaxapuaoB. bbb U3yyeHbl OMOXHU-
MUYECKHME PeakKlU1 POCTa OJIMTOCaXapyUIHOM LIEHH,
MUHYS CTaAul0 MHUIIMALIMM — IMepPeHOoca OocTaTKa
COOTBETCTBYIOIIEero Timko3magocdara Ha 11-de-
HokcuyHnenuigocdar. Hamu Ob1 pazpaboTan
npocToit MeTon cuHTe3a 11-dpeHokcnyHaenuidoc-
¢daTa U BIIEpBbIE MPOJAEMOHCTPUPOBaHA BO3MOXK-
HOCTb €TO NpUMEHEHMs B KauyecTBe cybcTpara-ak-

Cokpaienusi: DBU — 1,8-nuazadbuunkio]S.4.0]ynaen-7-eH;
DHP — 3.,4-nuxunpo-2H-nupan; PCC — xjopxpoMar nupu-
nuuusi; PPTS — m-tonyoncynbdonatr nupununusi; Thp —
2-TeTparuaponupaHu.
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ernropa OakTepuadbHBIX TIUKO3WIPochoTpaHC-
depa3z [2, 3]. 3arem OBUIM CHHTE3UPOBAHBI
11-dpeHokcuyHneuunaudocdarcaxapa (B TOM 4ucie
He OIIMCaHHBIe B JUTepaType) U UCIIOJIb30BaHBI B
OUOXMMUYECKHX PeaKILISIX COOPKH MOBTOPSIOLINXCS
3BeHbeB O-aHTUTEHOB Salmonella n Escherichia coli,
KaTaJIMu3UPYEMbBIX COOTBETCTBYIOIIVMMU TTUKO3UII-
dochorpanchepazamMu U TIUKO3WITpaHCPepazaMu
[4, 5]. C 1enbio NMOBBIIIEHUS YyBCTBUTEJILHOCTH JIiE-
TEeKTUPOBAHUSI HEU3OIMPEHOUIHBIX CYOCTPATOB MBI
OCYIIECTBUJIM CUHTE3 TIEPBBIX MIPEACTABUTEICH TIPO-
W3BOIHBIX 3TOTO psifa, COASpKAIIUX (PIyopecLieHT-
HYIO METKY IpU O-YIJIIEPOJHOM aTOMe AJKWUILHOIO
panukana: 11-[(9-aHTpalleHWI)METOKCHU |YHISINII-
dochara u P'-{11-[(9-aHTpaLeHWI)MEeTOKCH |yH IE-
uun)-P2-(o-D-ranakronupanosun)audocdara  [6].
Bruta npoaeMoHCTpHUpoBaHa CITOCOOHOCTh IIEPBOTO CO-
eIUHEHUSI CIIy>KUTh CyOCTpaTOM-aKlIeNTOPOM OCTaTKa
rajjakrTo3uiagocdara, a BToporo — octarka MaHHO3bI B
(bepMEHTATUBHBIX PEaKLUSIX, KATaIU3UPYEMbIX COOT-
BETCTBEHHO TaylakTo3migochoTpaHcdepa3oir 1 MaH-
HosuIITpaHcdepas3oi nmpenapara MeMOpaH U3 KIIETOK
S. newport. HamMu Takke ObUIM CUHTE3UPOBAaHbBI COMIEP-
xKaiuye (IyopecleHTHYI0 METKY MPOU3BOIHBIE VH-
peuungudocdar-2-aneTaMuao-2-ae30KCucaxapoB 1
ObL1a IoKa3aHa BO3MOXHOCTb X TIPUMEHEHUSI B Kaue-
CTBE CyOCTpaTOB-aKLIeNTOPOB OaKTepUAIbHBIX TIMKO-
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auitpaHcdepas [7—9]. BpemeHuwe dayopodopHoit
TPYIIIEI ITO3BOJIMIO 3HAYUTEILHO YBEIMYUTD YyBCTBU -
TEJIbHOCTh JIETEKTUPOBAHUS TMPOAYKTOB OUOXMMUYE-
CKMX peaklMii 110 CPaBHEHMIO C aHAJIOTUYHBIMU CO-
eIUHECHUSIMU, COAEPKAILIMMU (DEHOKCUTPYIIITY, U CIe-
JIaTh €e COMOCTABUMOI C TAKOBOM IJIsS IIPOU3BOIHBIX,
colepKalnx paaIuoaKTUBHYIO METKY.

Hacrosmas paboTa ssBasieTCsT pa3BUTHEM HaIlIX
rcciaegoBaHuit. CUHTE3WpPOBAHbBI 1BA HOBBIX TPOU3-
BOAHBIX yHueuuicdocdara: 11-[(2-nupuaui)aMmu-
Ho|yaoeuundocdar (VIII) u 11-[(9-anTpaneHum-
Kapoonui)amuHo |yaaenuiagocdar (XVI), B KoTo-
pbix iyopodopHas Tpylmna IpucoeAuHEeHa K
AIKUJIbHOMY pagMKally IMOCpPeICTBOM aMWHO- WIU
aMUIOTPYIITHI COOTBETCTBEHHO (B OTJIMUUE OT CUH-
TE3UPOBAHHBIX HAMU paHee COeIUHEHUI 3TOTO Psi-

PhCO,H, DBU

JAHWIIOB u np.

J1a, B KOTOPBIX IS 3TOW LIE€JIM UCIOJIb30BAJIM IIPO-
CTY10 3(pUpPHYIO CBsI3b). MI3yyeHa cmoCOOHOCTh 3TUX
COEMUHEHUN CIYXUTh CyOCTpaTaMH-aKIenTopaMu
ocTaTKa rajakTto3miipochara B PepMEHTATUBHBIX
peakuMsaxX MHULMaIuKU OnocuHTe3a O-aHTUTEHHOTO
noJaucaxapuaa, KaTalIu3UpyeMBIX rajlakTo3madoc-
doTpaHchepa3oii nmpernapata MeMOpaH M3 KJIETOK
S. anatum wnu S. newport.

PE3VYJIBTATbI 1 OBCYXIAEHHME

11-[(2-TTupuaun)amuHo [yHaenuiadocdar (VIII)
noayJyaad JBYMSI ajibTEpHAaTUBHBIMU crHocobamu
(cxema 1) ucxomst M3 KOMMEPYECKU HOCTYITHBIX
11-6pomyHaekanona (I) (croco6 1) mnu yHaen-10-
eH-1-ona (II) (criocob 2).
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Cxema 1. Cuntes 11-[(2-nmupuaun)amuno|yaaeuuiadocdara (VIII).

st aToro 11-6pomyHaekanon (I) npespaiianu B
11-(6enzounokcu)yHaekaHos (IV) o6paboTkoit 6eH-
30MHOM KMCJIOTOM B IIPUCYTCTBUM 1,8-1ma3aOnnmnk-
n0[5.4.0]lynneu-7-e1a (DBU) B cpene anieToHUTpuUIa
B TeUeHHUeE 3.5 U U BB 1IeJIEBOM MPOAYKT KOJIO-
HOYHOI1 XxpoMaTorpadueit Ha cUJIMKarese ¢ BbIXOA0M
65% (criocob 1).

Hamm O6pI1 paspaboTaH TakKKe ajqbTepHATUBHBIN
MeTton noaydeHust 6eHzoara (IV), ncxons s yHuel-
10-en-1-omna (II). Ins atoro coenuHeHue (II) obpa-
OaTbIBaI OCH30MJIXJIOPUIOM B IIPUCYTCTBUM ITUPU-
IWHA, MOJy4eHHBINH (YHKIMOHATU3UPOBAHHBIN aJI-
keH (III) ruapoboprpoBanu IMOG0PaHOM, FTeHEpUPYe-
mbIM in situ u3 NaBH, u BF; - OEt, B cpene THE
AJIKMJIOOPHBIE COeAMHEHUST 0€3 BbIISICHUST OKUCISI-
JIM MEPOKCUAOM BOJAOPOAA B MPUCYTCTBUU BOIHOTO

pactBopa NaOAc 1 BblIeISIM LieieBoit 11-(6eH30um-
okcn)yHaekaHon (IV) kojoHouHO# XpomaTtorpadu-
el Ha cuuKarelie ¢ BeixogoM 87% (croco0 2).
Coemnunenue (IV) oxuciasau go 11-(6eH30MI0K-
cn)yHaekaHans (V) geiictBueM xJiopxpomara MUpr-
nunust (PCC) B cpene CH,Cl,. Ilocne BbiaeneHuUst
anpaeruna (V) daem-xpomarorpadueii Ha cuankare-
Jie BatMocdepe aproHa ero noaBeprajiu BOCCTAaHOBU -
TeJIbLHOMY aMUHUPOBAHUIO peakiieil ¢ 2-aMUHOTU -
puauHom B cpene CH,Cl, B npucyTcTBUU
NaBH;CN. ITocne 06paboTKu peakKlIMOHHOI cMecH
neygeBoi 11-[(2-mupuauia)aMuHO|yHASHIUIOEH30aT
(VD) BbLIEISIN KpUCTAJIN3AlIME U3 TIETPOJICHHOTO
adupa ¢ BeIxomoM 85%. B aHaATOTMIHBIX YCIOBHSIX
npuMeHeHre NaBH(OAc); B kauecTBe BoccTaHaB-
JIMBAIOILIETO peareHTa MpUBOAWIIO K 1LIeJICBOMY ITPO-
BUOOPTAHUYECKAA XUMUA Ne 1
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CUHTE3 ... U UCCIEJOBAHUE AKLUETITOPHbLIX CBOMCTB

IYKTY C BBIXOAOM JIUIIb 36%. 3aIiUTHYIO OEH30UIb-
Hylo rpynmy u3 coennHenus (VI) yaansiyd u mocie
00paboTKM peakKIMOHHOI cMecH Tmonydanu 11-[(2-
nupuai)aMuHo JyHaekaH- 1-oi1 (VII) ¢ Berxomom 85%.

Dochopumuposanue coenquHeHust (VII) muruapo-
dochaTroM TeTpaOyTUIAMMOHUSI B IPUCYTCTBUM TPU-
XJTOpaIleTOHUTPIIIA C TTOCITEMYIOIIEei SKCTpaKITUeH ITpo-
nykTa (pochopmIIMpoBaHUS U BBIIEICHUEM €TI0 KO-
JIoHOYHOI xpomMmartorpadueit Ha DEAE-1iennton03e
DE-52 (AcO™) mpuseno K ueiaeBoMy 11-[(2-miupu-
Jt)amuHo [yaaenwidocdary (VIID) ¢ BeixogoMm 26%.
CrpoeHme BCeX BHOBB TMOJTYYEHHBIX COSTMHEHMIT OBUTO
MOATBEPXKACHO JIaHHBIMUA Macc-crieKrpoMmeTpuu ESI
BbIcokoro paspetueHus:, 'H- u 3'P-IMP-cnektpomer-
pun u UK-criekrpockonuu. Macc-CnekTp IIeIeBOro
coenuHenwus (VIII) conepskan curnan m/z 345.1930, ko-
Topelii cootBercTBYeT [M + H|* misa 11-[(2-nupu-
nwn)amMuHo lyHaemwidocdara ¢ OpyrTo-hopMysIoi
C,¢H5,04N,P (m/7345.1938). B criekrpe 'H-SIMP a10-
TO COeIMHEHUsI HAOTIOMAINCh XapaKTepHBIE CUTHAIBI
MIPOTOHOB COOTBETCTBYIOIIMM 0O0OpPa30M 3aMeIleHHOTO
VIJIEBOMOPOMHOTO  pamWKaia {MYJBTUIUICTBI  TIpH
0 3.32m.1. (CH,N) u ipu 0 3.88 m.1. (CH,OP), curna-
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JIbI BHYTPEHHMX METWICHOBBIX TPYIII B 00JacTH
1.41—1.22 M.a.} ¥ cUTHAJIBI IPOTOHOB MUPUANHOBOIO
ocTaTka {MyJBTUILIET Mpu & 7.72 M.a., mydjer mpu
66.95 m.o. m Tpurmer npu 8 6.77 m.a.}. Chekrp
SIP-AMP coenunenust (VIII) comepxain equHCTBEH-
HBI CUHIJIET Opu & 1.3 M.A., 4TO XapaKTepHO IS
dochomMoHO(PUPOB.

Hns cunresa 11-[(9-aHTpalieHUIKApOOHWI)aMU--
Ho |yHaeuwigocdara (XVI) B kKauecTBe UCXOIHOTO Be-
11IecTBa Takxke ucrojib3oBav 11-6pomyHnexkaHosn (I)
(cxema 2). Oopadotka coenuHenus (I) dramumumom
kanus (IX) mo usBecTHoi MeToauke [10] mpuBena K
2-(11-ruapoKcuyHAeUA)M30MHAOIUH- 1,3-11oHy (X),
KOTOPBI BBOAWJIM B PEAKIIMIO C IUTUIPOIIUPAHOM
(DHP) B npucyTcTBUU h-TOJYOJICyJIb(poHATA MU~
pununus (PPTS) B kauecTBe KaTtanuzaropa. [Tomy-
qeHHBIU 2-[11-(TeTparumpo-2 H-ntmpaH-2-ui10K-
cu)yHaeuwi|uzouHnoauH- 1,3-quoH (XI) oopadaThi-
BaJIM TUAPA3UHOM B cpele STWIOBOIO CIUpTa B
atMoc(epe aproHa, u 1eieBoit 11-(terparumpo-2H-
nupaH-2-wiokcu)yHaeaamuH (XII) Beimensii Ko-
JIOHOUHO# xpoMarorpadueii Ha CUIMKarejie ¢ BbIXO-
oM 90%.
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Cxema 2. Cunre3s 11-[(9-aHTpanieHunkapooHus)amuHo |ynaeuuiadocdara (XVI).

AmmHonpousBogHoe (XII) BBoguii B peakiuio ¢
9-anTpaneHkapooHoBoit kuciaoroil (XIII) B mpucyrt-
crBun N,N'-munukiiorekcuikapoomuumuna (DCC).
Peakuuio nposonwnu B cpeae CH,Cl, npu koMHaTt-
HOW TeMIiepaType B aTMocdepe aproHa B TeueHume 15 4.
Oopazytomuiicst  N-[11-(trerparunpo-2H-nupaH-2-
WJIOKCH)yH eI |aHTpaleH-9-kapookcamug  (XIV)

BUOOPTAHUYECKAA XUMUA Ne 1
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BBIIEIISIIA KOJIOHOYHOM XpoMaTorpadueil Ha CUJTH-
Kareyie ¢ BeixomgoM 50%. TeTparnapornupaHUIbLHYIO
3alIUTY YOAISUIA 00padOTKOI KaTaJIUTUYECKHUM KO-
mmyectBoM TsOH B cpene metanona npu 20°C B Te-
yeHue 3 4.

IMonyyennsiii  11-[(9-aHTpanieHUIKApOOHWIT)aMU-
HolyHaekaH-1-o1 (XV) dochopunupoBanu B cpele
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1,2-muxmmopaTaHa u30bITKOM auruapodocdara TeTpa-
OyTHMJIaMMOHUSI U TpuxJiopaleToHuTpuia. [Tocie akce-
TpakUUMU TIPOAYKTa peakLru, OO0padOTKU BOIHBIM
pactBopom NaOH B MeTaHOJIe 1 OXJIaXKIEHUS BbI-
MMaBIINI 0CAaTOK OTGIILTPOBLIBAIN, BBICYIITHBAIIN
U MoJiydyajid AuHaTpueBylo cojib 11-[(9-aHTpale-
HuIKapooHwt)amuHo [yHaeuuiadocdara (XVI) B Buze
OeclBeTHBIX KpUcTaLIoB. CtpoeHue npoaykTa (XVI) B
cojieBoii (opMe OBLIO ITOATBEPXKIECHO MaHHBIMHU
K- n1 YO-CneKTpoCKOIIMU U MacC-CIIEKTPOMET-
puu. B YO-cniekTpe coennHenust (XVI) Habaoga-
JIUCh MAKCUMYMBbI TOTOIIEHUS (A, 250 1 360 HM),
MoATBEepXIalole HAIMYre aHTpaleHWIbLHOM IpyIi-
nbl. Macc-cniektp ESI BbIcOKOro paspeinreHust co-
Iepxan curHain m/z 516.1885, KOTOpBIiI COOTBET-
crByeT [M + H|* nnst docdara (XVI) ¢ 6pyTrTo-hop-
mynoit  C,sH;,NOsPNa, (m/z 516.1886). H3z-3a
HU3KOM pactBopumocTtu coeauHeHus1 (XVI) B coie-
BOI1 (hopMe He yIaioCh MOJYUYUTh YIOBIETBOPUTEb-
HbIX criekKTpoB AMP u ncrnonbs3oBaTth pocdar B OMo-
XUMUYECKUX aKcrnepuMmeHTax. [logkucieHreM BOmd-
HOH CyCTIEH3UM TTOJTyYeHHBIX KprCcTauToB 1o pH ~ 0
C MOCJIEAYIOIIEN 3KCTPAKLIMEN STUIALETATOM MOy~
yaju 0oJiee paCTBOPUMYIO TUTUIAPOPOPMY COeqUHE-
Hust (XVI) ¢ Beixonom 41%. Crpoenue nurnapodoc-
dara (XVI) 6bU10 MOATBEPKIAESHO TaHHBIMU Macc- U
'H-, BC- wu 3'P-IMP-cnekrpomerpun. Macc-
cnektp ESI conepxan curHan m/z 470.2102, Koto-
puiii cootrBetrcTBYeT [M—H]™ mna ¢pocdara (XVI) ¢
opyrro-dopmynoit C,qH,NOsP (m/z 470.2102). B
criektpe 'H-IMP sT0ro coenmHeHUs HAOIIONATNCE
XapaKTepHbIE CUTHAJIbI TIPOTOHOB COOTBETCTBYIOIIUM
0o0pa3oM 3aMeIIEHHOIO YIJIEBOJOPOJHOIO paauKalia
{mynerutmer npu & 3.77 m.u. (CH,N), MynsTuIieT
ipu O 3.43 m.a. (CH,OP) u curHambl BHyTPEHHHMX Me-

TWJIEHOBBIX rpyIn B obmactu 1.60—1.20 m.1.} 1 apoma-
TUYECKOIo paauKaia B oonactu 8.29—7.24 m.a. Crekrp
SIP-IMP coenmuenus (XVI) comepXal eIUHCTBEH-
HBIH cHIIET ITpn O 0.9 M., 9TO XapaKTepHO 1T (hoc-
domonoapupos B H-bopme. CTtpoeHue cruHTE3UpO-
BaHHbBIX He(hochOpUIMPOBAHHBIX TPOU3BOAHBIX (IX)—
(XV) obuto moarBepxkaeHo gaHHbIMu MK-criekTpo-
ckormuu, AMP-cnekTpoMeTpunm M Macc-CHEKTPO-
MeTpuu ESI BbIcOKOTrO pa3penieHusl.

CnocobHoctb ¢docdaton (VIII) u (XVI) cayxuThb
aKuenTopamMu TrajakTo3uicocdaTHOTO ocTaTka OT
UDP-[“C]Gal non neiictBueM ranakrosmidocdo-
TpaHcdepas3 U3 KJIEeTOYHbIX MeMOpaH S. anatum wiuv
S. newport onpenensanach B peakuuu ¢ UDP-['*C]Gal
(cxema 3) aHaJIOTMYHO OMMCAHHOMY paHee IMPOTOKO-

JAHWIIOB u np.

ay mias 11-[(9-aHTpalieHWI)MeTOKCH |yHaeipoc-
(ara [6].

UDP-[“C]Gal + P-(CH,),;-X -
(VIII), (XVI)
— [“C]Galol-PP-(CH,),,-X + UMP
(XVII), (XVIII)

(VIII), (XVII) X = PyNH
(XVI), (XVIII) X = AntCONH,
Ant = aHTpaneH-9-un

Cxema 3. ®epMeHTaTUBHBIN CUHTE3
P'-[11-(2-nupuaon)aMuHOYHIe | - P2~
(o- D-[*C]ranakromupanosmn)andocdara (XVII)
u P'-{11-[(9-aHTpaLe HUIKAPOOHMI)AMUHO | YHICIIVIT} -
P*-(0.-D-["*C|ranakronupanosmn)nudocdara (XVIII).

Cyocrpar-akuentop (VIII) BBoguiu B MHKyOalv-
OHHYIO CMECbh, COJiepXKalllylo MperapaT MeMOpaH 13
KJIETOK S. anatum v pagnoaktusHyio UDP-[*C]Gal.
IMocire mpoBeneHMST MHKYOAIIMK, KOATyasaIny OeaKa
1 OCaXJIeHUs KoaryJjisaTa LHeHTpU(yrupoBaHUEeM Cy-
nepHaTaHT (pakUMOHUpoBaau Ha kKapTtpumke C18
(Inallak). BomopacTBoprMble KOMIIOHEHTHI, BKIIIO-
yasi HermpopearupoBaBIINii HYKJIeOTHACAXap, 0N~
poBajiy BOJOW, a TUMTUACOAEPXKAIIIMe KOMITOHEHTHI, B
TOM 4uClie OXUIaeMblii TIPOAYKT (hepMEeHTATUBHOM
peakiuu, — MeTaHojoM. @paKiuy JTI0aTOB aHAIU-
supoBaiu merogoM TCX. Ha mnactuHkax ¢ppakumii
METaHOJBbHOTO 3JlI0aTa Hab/I0Jalach 30Ha C XpoMa-
Torpacpudeckoit noaBuxxHocThio R,0.80 (I'), koTopas
ObL1a pagMOaKTUBHOWM, YTO COOTBETCTBOBAJIO HalU-
YMIO OCTaTKa PaJuOaKTUBHON rajaakTo3bl, a TaKXe
dayopecipoBaia Ipu 00JIydeHUU IJIACTUHKUA YD-
CBETOM C JJIMHOM BOJHBI 254 HM, 4TO YKa3bIBaJIO Ha
HaJuuue 2-nupuaniaMUHOTPYIITbI

B cinydae 11-[(9-aHTpaLieHUIKApOOHWI)aMK-
Ho|yHneumingocdara (XVI) nHkyOanimoHHAsT CMeCh
cojliepxkaJjia Iperapatr MeMOpaH 13 KJIETOK S. newport
M Ha TJIACTMHKAaX (Ppakluii MeTaHOJbHOIO 3j10aTa
Ha0MogaJ1ach 30HA C IMOABUIKHOCTBLIO Rf 0.60 (B).
Omna OblJ1a paIMOaKTUBHOM M (bIyopecLrpoBaa IIpu
00JTydeHUU TTACTUHKY YMP-CBETOM C IJIMHOI BOJIHBI
254 1 360 HM.

ITockoJIbKy 30HbBI MPOAYKTOB PeaKIil OTIIMYAIOTCS
OT 30H KaXXIOTO M3 MCXOMHBIX COSTMHEHUIA, MOXHO C
OOJIBITION MOJTel BEpOSTHOCTH TTpeIIToiaraTh, 9Yro B3a-
VIMOJCHCTBUE UCXOMHBIX BEIIECTB MPOUCXOIUT C yda-
cTreM rajgakTosmwipochorpancdepasbl, coaepKalleii-
Cs B UCITOJIb30BAaHHOM TIpeTiapate MeMOpaH, W TIPHBO-
JIAT K TIPOJIyKTaM, N300paskeHHBIM Ha cxeme 3.

Takum o0pa3oM, CMHTE3UPOBaHBI ITIPOU3BOIHBIC
yHaeuujadocdara, coaepKallire HOBBLIE (dayopec-
HeHTHbIe MeTKU: 11-[(2-Tmmpuann)aMuHO |yHISIII-
docdar (VIII) u 11-[(9-aHTpanieHUIKaApOOHMII)aM1 -
Ho|yHaeumndocdar (XVI). ITokaszaHa criocoOHOCTb
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STUX COCAMHEHUI CIIYXXUTh CyOCTPAaTOM-aKIIEITTOPOM
ocTaTka rajakro3migocdara B GepMEeHTATUBHON pe-
aKIINM, KaTaTn3upyeMoi rajakro3midocdorparHcde-
pasaMu TIpenapaToB MeMOpaH M3 KJIETOK S. anatum
WIN S. newport.

OKCITEPUMEHTAJIBHAA YACTb

Cnektper AMP (8, m.o.; J, [i1) coenmHeHU
(VIID) u (XV) peructpupoBaid Ha CHEKTPOMETpE
“Bruker AVANCE 11-600” (w1 'H 600.13, mis
3P — 242.93 MI1), coequnenus (XVI) — Ha crek-
tpoMmerpe “Bruker AM-300” (mna 3C 75.47, nna
3P — 121.49 MII1), ocCTaJbHBIX COEIVHEHUIA Ha
criektpomerpe “Bruker AC-200” (mna 'H 200.13,
st 3P — 121.50 MI1r). XuMHU4YecKUe CIBUTHA U3MeE-
peHbl oTHocuteabHO Me,Si. Macc-cnektpsl (ESI)
BBICOKOTO pa3pelleHUs] peruCTPUPOBAIIM Ha CITeK-
tpomeTpe “Bruker micrOTOF I1” nipu mmoreHumane
Karmisipa 4500 B ¢ ipssMbIM (ILTTpUIIEBBIM ) BBOAOM
pactBopa obpasiia B MeTaHojde (3 MKiI/MUH). YD-
CIieKTP (A, HM) W51 coenuuenust (XVI) momydeH Ha
cnexkrpodoromerpe “LKB biochrom ultrospec 40507,
UK-cniektpsl (v, cM~!') 3anuceiBanm Ha crieKTpodo-
ToMeTpe “Specord M-80”. PacTBopbI yriapuBan B Ba-
KyyMe Tipu TeMmmneparype He Bblire 40°C. AHMOHO0G-
MEHHYIO XpoMaTorpaduio ITPOBONWIM Ha KOJOHKE
(1.2x 12 cm) ¢ DEAE-uenmomnozoit DE-52 (OAc™)
(Whatman, AHDIMs). AHAIMTUYECKYIO XpoMarTorpa-
U0 MPOoBOAMIM HAa TUIACTMHKAX C 3aKpeIUIEHHBIM
cioeM Silica Gel 60 (Merck, IepmaHust) B cucteMax
nerposeitHblii 3¢up—MeOBU/, 1 : 1 (cuctema A), riet-
podeitHbIil 23¢dup—MeOBUY, 1 : 3 (cucrema b) , CHCl;—
CH;OH—H,0, 60 : :25 : 4 (cucrema B) u CHCIl;—
CH;0H—H,0, 10 : 10 : 3 (cuctema I'). [IpomyKTbl
¢dbepMeHTaTUBHBIX peaKlMil aHaJIW3UPOBaIM Ha
rmactuHax DC-Alufolien Kieselgel F,s, (Fluka) B cu-
cremax B (st coenunenust (XVI)) wm I (151 coenyHe-
Hus (VIII)). BemecTBa oOHapykuBaau Ipu 00JIyde-
Humn Y®O-cseroM (254 um mnu 360 um, gamra Vilber
Lourmat, ®panmust), oopadborkoii mapamu I, 1 10%
H,SO, B MeTaHOJIE ¢ MOCEIYIOMINM HarpeBaHUEM.
KonoHoyHylo xpomaTorpaduio mpoBOAWIN Ha KO-
snoHke (1.5 x 30 cM) ¢ cuimkareiaeM (40—60 MKM,
Acros Organics) B cucTeMme IeTpoJelHbId adup—
MeOBU’ (B muHeliHOM rpagueHTe or9: 1 1o 1: 1, mo
60 M), XoHTponupyst pasneiieHre mo TCX. O6pa-
IeHHO-()a30ByI0 XpoMaTorpaduio OCYIIECTBIISUTH
Ha kaptpumaxax ¢ ¢dazoit C18 (duallak, buoXum-
Mak, P®). 11-bpomynaekanon (I), yaneu-10-eH-1-
oi (II) u 9-anTpaneHkapooHoBas kuciaota (IX) mpu-
obpeteHbl oT Acros Organics. IlpemapaTsl MeMOpaH
noJayJyaiay U3 KJIETOK S. anatum unm S. newport, KaKk
onucaHo paHee B pabore [11]. UDP-['“C]Gal,
285 mKu/mMmonb (Amersham, Anrius), UDP-Gal
(Sigma, CIIIA).
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11-Benzonnokcuynaekan-1-oa (IV). Cnoco6 A. K
nepemeimnBaeMoit mpu 20°C B atMocdepe aproHa
CyCIIeH31M OeH301MHOM K1CcIOTHI (2.33 1, 19 MMoOIIb) B
aneroHuTpuie (15 mi1) mpubaBIsId MOCIe10BaTEIb-
Ho DBU (2.85T1, 19 MMouib) u 11-6pomyHaekanon (I)
(3.97 1, 15.8 Mmoub). PeaklimoHHYIO cMech HarpeBa-
Jm go 50°C, nepeMelBaIn B TedeHue 3.5 4, pa3das-
ngamu MeOBu’ (30 Mi1), TIpOMBIBaIM HACBIIEHHBIM
pactBopoM NaHCO; (2 x 12 MJI) U HachILIEHHBIM
pactBopoM NaCl (2 x 15 mi), cymmnu Na,SO, u pac-
TBOPUTENb YOAISUIN B BaKyyMe. OcTaToK XpoMarorpa-
(rpoBaym Ha KoJIOHKe ¢ curkareiaeM. @pakimm, co-
JepxKallye 1eJeBoi MPOAYKT, KOHIICHTPUPOBAJIU B Ba-
kyyme. Boixon coenunenus (IV) 3.0 r (10.2 mMMorb,
65%), R;0.52 (A). UK-cnektp (NaCl): 668, 688, 712,
1028, 1072, 1112, 1176, 1276, 1316, 1388, 1452, 1464,
1492, 1520, 1584, 1600, 1616, 1700, 1720, 2856, 2924,
3064, 3400, 3584. Cnektp 'H-IMP (CDCl,): 8.08—
8.02 (2 H, m, apom. H), 7.60—7.39 (3 H, M, apom. H),
432(2H,1,J,,06.6,H11),3.63(2H,1,J,,6.5, HI),
1.85—1.69 (2 H, m, H10), 1.59—1.52 (2 H, M, H2),
1.43—1.30 (14 H, m, CH,). Macc-cniektp ESI BbICO-
KOro paspelleHus HaitneHo: m/z293.2110, Beuuciie-
Ho st CgHyO5 [M + H]*: 293.2111.

Cnioco6 b. K cycnienznn NaBH, (0.63 1, 16.6 MMosib)
B abc. THF (30 M) npu nepemelniiiBaHuy B aTMocdepe
aproHa B Te4eHue 15 MIH NprOaBIISITN IO KaIuIsIM pac-
tBOp BF; - Et,0 (3.0 1, 22 MMoib) B B abc. THF (15 M)
npu 20 °C. PeakiimoHHY0 cMech BblaepxkuBaiu 10 MuH,
HopUMsSIMU B TedeHHe 12 MuH mpubaBist yHael-10-
eH-1-6enzoar (III) (6.48 1, 23.6 MMoOITb), IepeMelTBaTI
1.5 4, oxnaxnanu 10 —10°C v IpuGaBISLIU MO KaruisiM
MeOH (10 mur), 3 M Bogns1ii pactBop NaOAc (10 mi)
n 30% BomabIi pactBop H,0, (4.5 Mi1). BeimepskuBamm
18 4, paszbaBmsuin MeOBu’ (50 wmir), opraHmdecKuii
cioit npombiBasii H,O (2 x 25 mit), HachlllIeHHBIM pac-
tBopoM NaCl (2 x 25 mn), cytumyiv Na,SO, 1 pacTBOpU-
TeJIb yAAJIsUTU B Bakyyme. OcTaToK XpoMartorpagupoBa-
JI1 Ha KOJIOHKe ¢ cumkareneMm. Ppakimu, comepika-
M€ 1IeJIEBOM MPOMYKT, KOHIICHTPUPOBATN B BaKyyMe.
Boixon coenyaenus (IV) 6.21 1 (21.2 Mmodb, 90%).

‘WYunen-10-enunoenzoar (II1) [12]. K pacTBopy yH-
nen-10-en-1-oma (II) (7.76 1, 45.6 MMob) B 6e3BOA-
HoM CH,Cl, (50 mu1) npuGaBisiii OEH30UIXJIOPUL
(7.0 1, 50 Mmmonb) u nupuauH (3.9 1, 50 Mmonb). Peak-
IIUOHHYIO CMeCh BBIIEPKUBAJIU B TeueHUEe 4 4 mpu
20°C, pazbasisum MeOBu (50 Mi1), MpOMBIBaJIM BOIOM
(50 mu1), HaceimeHHBIM pactBopoM NaCl (2 x 25 mi),
cymuiun Na,SO,, pacTBOpUTENM YIAISIU, OCTATOK
rieperoHsuii B Bakyyme. Boixon 6enzoara (IIT) 12.0 r
(43.8 mmonb, 97%), T. xur. 125—130°C (0.1 MM pT. cT.).
Cnekrp 'H-IMP (CDCl;): 8.09—8.00 (2 H, M,
apom. H), 7.62—7.37 (3 H, m, apom. H), 5.93-5.73
(1 H, M, H10), 5.08—4.88 (2 H, m, H11),4.33 (2 H, 1,
Ji,6.6,H1),2.11-2.00 (2 H, M, H9), 1.85—-1.73 (2 H,
M, H2), 1.55—1.33 (14 H, m, CH,).
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11-(benzounokcu)ynaekanaiap (V). CycrnieH3uto
PCC (2.76 1, 12.84 mMoiib) 1 11-GeH30MITOKCUYHIE-
kaH-1-oma (IV) (2.5 1, 8.56 mmomb) B CH,Cl, (18 M)
nepemeinBaiu npu 20°C B atMocdepe aproHa B Te-
yeHwue 2 4, 0Cag0K OTQUIBTPOBBIBAIY YePeE3 CJIOM CU-
JIMKareJisi, paCTBOPHTEIb YIAJSIN B BaKyyMe. Berxon
anpaeruna (V) 2.21 r (7.6 mmonb, 89%), R, 0.70 (A).
HK-cnektp (NaCl): 668, 688, 712, 808, 936, 956,
1028, 1072, 1112, 1176, 1272, 1316, 1388, 1412, 1452,
1464, 1492, 1520, 1540, 1576, 1584, 1600, 1616, 1700,
1716, 1748, 2928, 2856, 3064, 3584, 3648. CnekTp
'H-AMP (CDCl,): 9.76 (1 H, yur.c, HC=0), 8.10—
7.97 (2 H, m, apom. H), 7.61—7.36 (3 H, M, apom. H),
432(2H,1,J,,06.6, H11),2.42 (2H, M, H2), 1.79—
1.72 (2 H, M, H3), 1.68—1.60 (2 H, M, H10), 1.48—
1.16 (16 H, m, CH,). Macc-cnekrp ESI BbicOKOro
pa3peiieHust HaiigeHo: m/z 308.2229, BBIYHCICHO
s CigHyqO5 [M + NH,]*: 308.2220.

11-[ (2-IInpumua)amuno |ynanenuaoensoar (VI). K
nepemMemnBaemMomy Iipu 20°C B atmMocdepe aproHa
pactBopy 11-6eH30mnokcuyHnekaHansa (V) (2.89 r,
10 mmonb) B abc. CH,Cl, (34 mu) npubapisiiv
2-amuHonupuauH (1.89 r, 20 mmons), CH;COOH
(0.6 1, 9 Mmosnib) 1 NaBH;CN (1.03 1, 16.4 MmMoub).
[Tocne nepemeliMBaHus B Te4eHUE 3.5 4 peaKI[MOH-
HYIO CMeCh ITPOMBIBAIIH 18% COISTHOM KUCITOTOM (2 X
x 7 mn). O0beAMHEHHbIE BOAHBIE (DpaKIIM1 HEUTpa-
Jm3oBbIBaS 6 M BoaHbM pactBopoM NaOH mo pH 7.
IleneBoii mpoaykT akcTparupoBaa MeOBu’ (50 mi),
npombiBanu H,O (2 x 15 mit), HaChILLIEHHBIM PACcTBO-
pom NaCl (2 x 15 mn), cymuiu Na,SO,, pacTBopu-
TeJb YOAISIIM B BaKyyMe, OCTaTOK KPHCTAJUTM30BaIH
U3 merpoJjeiiHoro acupa. Beixon coeauHeHust (VI)
3.16 T (8.6 mmonb, 86%), R 0.31 (Bb). MK-cnextp
(KBr): 668, 684, 708, 724, 736, 768, 804, 852, 956,
980, 988, 992, 1024, 1068, 1084, 1096, 1108, 1124,
1132, 1160, 1176, 1280, 1292, 1312, 1336, 1368, 1388,
1436, 1452, 1472, 1532, 1572, 1600, 1652, 1716, 1900,
2852,2924, 2964, 3032, 3088, 3272. Cnextp 'H-AMP
(CDCl,): 8.10—8.03 (3 H, M, apom. H), 7.60—7.37
(4 H, M, apom. H), 6.55 (1 H, m, apom. H), 6.37 (1 H,
yul. 1, J 8.4, apom. H), 4.52 (1 H, yur.c, NH), 4.32
(2H,1,J,,6.6,H1),3.29-3.19 (2H, m, H11), 1.84—
1.70 (2 H, m, H2), 1.65—1.55 (2 H, M, H10) 1.48—
1.30 (14 H, m, CH,). Macc-cnextp ESI Bbicokoro pas-
pellleHus HaiigeHo: m/z 369.2550, BBIMUCIECHO ISt
C,;H3N,O, [M + H]*: 369.2537.

11-[(2-TIupuaun)amuno Jynnekan-1-ox (VII). K
pactBopy 6eH3oara (VI) (0.76 1, 2.08 Mmmosib) B MeOH
(35 mur) mpubasnstzii NaOH (0.25 1, 6.2 MMOJIB) 1 Tie-
pemelnvBanu B TeueHue 2 4 ipu 40°C. MertaHoJ yna-
JISLTA B BaKyyme, ocTtatok pactBopsiiu B H,O (20 M),
akcTparupoBaiu MeOBu’ (30 mn), cymmnu Na,SO,4 u
pacTBOpuUTENh yaamsui. OCTaTOK KPUCTaUTU30BaIN
u3 cmecu Et,O—nerponeitHsiii a¢pup. Boixon coenu-
Henus (VII) 0.47 r (1.8 mmonb, 86%), R, 0.73 (B).

JAHWIIOB u np.

HUK-cnektp (CHCI,): 620, 660, 684, 808, 928, 984,
1048, 1152, 1232, 1288, 1328, 1448, 1476, 1508, 1568,
1600, 1652, 1684, 1700, 1716, 2652, 2856, 2932, 3008,
3032, 3688, 3136, 3168, 3212, 3304, 3428, 3620.
Crnekrp 'H-IMP (CDCl,): 8.06 (1 H, 1, J 5.0, apom. H),
7.42 (1 H, m, apom. H), 6.55 (1 H, m, apom. H), 6.37
(1 H, o, J 8.5, apom. H), 4.51 (1 H, yur.t, NH), 3.65
(2H, M, H11), 3.29-3.19 (2 H, m, H1), 1.69—1.51
(4H, m, H2 u H10) 1.43—1.30 (M, 14H, CH,).
Macc-crniektp ESI BIcOKOT0 pa3penieHust HailieHo:
m/z 265.2278, Beiuucineno mas C;¢H,,ON, [M +

+ HJ*: 265.2274.

11-[(2-TInpumnn)amuno |ynneuuiadocdar (VIII).
K pactBopy coenunenus (VII) (0.132 1, 0.5 mMoJib) B
aoc. CH,Cl, (5 M) npudasnsinu pacrsop Buy,NH,PO,
(0.34 1, 1 mmonp) B aueronutpuiie (1 min) u CCI;CN
(0.16 1, 1.1 mmodb). Yepes 48 u mpu 20°C peaKLIMOH-
HYI0O CMeCh KOHIIEHTPMPOBAJIN B BaKyyMe, OCTaTOK
pacTBOpSIIM B BepxHell ¢a3e paBHOBECHOUM cMecu
BuOH—H,O (7 M) u npoMbIBaJiM HUXHeN ¢a3oit
atoii cMecu (3 x 3 mu1). BepxHioo pa3dy KOHLIEHTpHPO-
BaJli B BaKyyMe, OCTaTOK pactBopsuii B MeOH
(50 M1), TIpUOGABIISUIM HACKIIIECHHBIA BOOHBINA pacTBOP
ammmaka (0.32 m1) m nepemernuBaiu ¢ Dowex 50 x 8

(NHI) (4 1). Uepes 48 u cMoy OTOUIBTPOBLIBAIN,

pacTBOpUTEJb YIAISUTU B BakyyMe. OcTaTOK pacTBOPSI-
mm B MeOH (12 M), pa3menstiid Ha 9eThIpe MTOPLIIH,
KaxKay1o U3 KoTopbix pazdasisiii MeOH mo 50 mn,
HaHocwiIn Ha KoJIoHKy ¢ DEAE-uemtonos3oii, po-
MBIBaM KoJIOHKY MeOH (30 mu) m amounpoBaiu
50 MM pactBopom CH;COOH B MeOH (150 min).
Dpakiru 3J1I0aTOB, ColepXKalllie 1IeJeBOI MPOIYKT,
00BbEAVHSIIV U yTIapuBaiv B BakyyMme. Boixon coenu-
Henus (VIII) 0.28 r (80 Mxmonb, 16%), R, 0.88 (I').
Cnektp 'H-AMP (CDCl;—CD,COOD, 10 : 1): 7.72
(2 H, M, apoMm. H), 6.95 (1 H, 1, /9.0, apom. H), 6.77
(1H,T1,J6.6,apom. H), 3.88 (2 H, M, H1), 3.32 2 H, Mm,
H11), 1.65 (2 H, m, H2), 1.57 (2 H, m, H10), 1.41—
1.22 (14 H, m, CH,). Cuekrp 3'P-IMP (CDCl;—
CD;COQOD, 10: 1): 1.3. Macc-cnektp ESI Beicokoro
paspelreHust HavigeHo: m/z 345.1930, BBIYMCIIEHO
s CigHs O,N,P [M + H]*: 345.1938.

2-(11-Tunpoxkcuynaemunuzonnaomu-1,3-mon  (X)
[10]. K mnepememmBaemomy npu 20°C  pacTtBopy
11-opomynmekanona (I) (2.12 r, 8.45 mmMoib) B abc.
DMF (20 M) no6asnstiu rammmuma Kanus (IX) (1.72 1
9.3 mmosb). Cmech BoiiepxuBam 4.5 4 mipu 80°C,
oxnaxgamm go 20°C, ocamok OT(GWIBTPOBBIBAIN,
(unwrpar ynapusanu no 3 mi, pasdasnsiiv CH,CI,
(30 mn), opranuueckuii cioit npombeiBain H,O (2 x
x 15 mut), HackilieHHBIM pacTBopoM NaCl (2 x 15 mu),
BeicymmBai Na,SO, 1 pacCTBOPUTENb YIS B Ba-
kyyMme. Brixon coegunenust (X) 1.62 r (5.1 MMoOIb,
60%), 1. 1. 84—85°C (nur. [10] 1. . 85—86°C),
R/0.33 (A). Cnekrp 'H-AMP (CDCIl;): 7.90—7.78
(2 H, M, apom. H), 7.77-7.65 (2 H, M, apom. H),
BUOOPTAHUYECKAA XUMUA Ne 1
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3.73-3.59(4H,m, HInu HI1), 1.78—1.47 (4 H, m, H2
n H10), 1.45—1.20 (14 H, M, CH,).

2-[11-(Terparuapo-2 H-nupan-2-uioKCu)yHae-
o |Ju3ounaoann-1,3-muon (XI). K mepememuBae-
momy npu 20°C pacrBopy PPTS (0.125 1, 0.5 MmMoIb)
B CH,Cl, (20 mu) npubasnsnu couptT (X) (1.55 T,
4.88 Mmob) u guruaponupad (0.62 1, 7.32 MMOJIb).
Yepes 15 4 peakiIMOHHYIO CMECh KOHIIEHTPUPOBAIU
no 5 mia, pazoasisuin MeOBu’ (30 mir), ocamok oT-
dunsrpoBbiBasin. PuibrpaT npomeiBasin H,O (2 x
x 15 1), HaceimeHHBIM pactBopoM NaCl (2 x
x 15 mm), cymumnu Na,SO, 1 ynapuBaiu B BaKyyMe.
Berxon coenmmuenust (XI) 1.92 r (4.78 mmoib, 98%),
R:0.69 (A). UK-cnektp (NaCl): 668, 720, 816, 868,
904, 988, 1032, 1076, 1120, 1200, 1368, 1396, 1436,
1468, 1540, 1616, 1716, 1772, 2856, 2928. Crekrtp
'H-AMP (CDCl,): 7.87—-7.76 (2 H, M, apom. H),
7.74—7.63 (2 H, M, apom. H), 4.55 (1 H, 1, J 3.4,
OCHO), 3.91-3.28 (8 H, m, H11 u H1), 1.88—1.18
(22 H, M, CH,). Macc-cnektp ESI Bbicokoro paspe-
meHus1 HaiaeHo: m/z 440.2201, BBIYMCIIEHO IJIS
CH3sNOy, [M + K]*: 440.2198.

11-(Terparuapo-2 H-nupaH-2-na0KCH)yHIEII-
amuH (XII). K nepememmBaemomy mpu 53°C B at-
mocdepe aproHa pactBopy coeauHeHus (XI) (0.89 r,
2.22 mmonnb) B EtOH (45 mun) nmpubasnsiiu N,H, - H,O
(1.11 1, 22.2 mmonb). Yepe3s 3 4 peakKLIMOHHYIO
cMech TMPOGUILTPOBBIBAIN, (GUABTPAT KOHIIEH-
TPUPOBAJIN B BaKyyMe, OCTaTOK PACTBOPSIN B TIET-
poaeitHoM adupe (30 M) u ocraBistii npu 0°C Ha
18 4. Ocagok oTunbTpoBanu, GUIBTPAT yIIapuBa-
JIM, OCTaTOK XpomarorpadupoBaid Ha KOJIOHKE C
cwmkareneM. Opaknuu, coaepxKaliue IIeJIeBoi
MPOIYKT, KOHLIEHTPUPOBaIU B BaKyyMme. Beixom amMmu-
Ha (XII) 0.54 r (2 mmonb, 90%). UK-criektp (NaCl):
668, 724, 816, 868, 904, 988, 1032, 1076, 1120, 1184,
1320, 1352, 1440, 1464, 1648, 1684, 2852, 5924.
Criektp 'H-IMP (CDCly): 4.55 (1 H, 1, J 3.3,
OCHO), 3.87-3.23 (4 H,m, H11 1 H1),2.59 2 H, T,
Jyn,1 6.8, H)N), 1.82—1.12 (22 H, M, CH,). Macc-
CIIeKTp HaimeHo: m/z 272.2595, BBIUMCIIEHO LIS
C,sH3NO,, [M + H]* 272.2584.

N-[11-(Terparunpo-2 H-nupan-2-ua0KCH)yH e -
nui]aarpanen-9-kapookcamun (XIV). K mepeme-
muBaemMoMy nipu 20°C B atMocdepe aproHa pac-
tBOpy amuHa (XII) (0.27 r, 1 mmoub) B abc. CH,Cl,
(20 M) nobGaBisIv 9-aHTpalleHKApOOHOBYIO KHCJIOTY
(XIII) (0.36 1, 1.6 Mmoms) 1 DCC (0.31 1, 1.5 MmorTh).
Yepes 15 4 peakIMOHHYIO MacCy ynapuBain, OCTaTOK
XpoMarorpaupoBajii Ha KOJIOHKE C CUJIMKArejieM.
®Dpaximu, coaepxkaliue 1eJeBol MPOMyKT, KOHIICH-
TpupoBaiu B Bakyyme. Beixon ammma (XIV) 0.235 1
(0.5 mmonb, 50%), T. 1. 80—83°C, R,0.47 (A). UK-
criektp (KBr): 430, 453, 559, 602, 646, 733, 792, 815,
847, 870, 903, 967, 1023, 1077, 1137, 1155, 1166,
1184, 1201, 1265, 1293, 1355, 1441, 1466, 1553, 1629,
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2343, 2361, 2852, 2928, 3055, 3084, 3262. Crekrp
'H-AMP (CDCl,): 8.49 (1 H, ¢, apom. H), 8.14—7.97
(4 H, m, apom. H), 7.62—7.43 (4 H, m, apom. H), 6.08
(I H, 7, Jyug,; 5.3, OCNH), 458 (1 H, 1, J 3.4,
OCHO), 3.95-3.31 (8§ H, M, H1 u H11), 1.91-1.25
(22 H, M, CH,). Macc-cnektp ESI BbicoKOro paspe-
meHus HaiineHo: m/z 498.2975, BbluMCAEHO IS
C; H, O5N, [M + Nal* 498.2979.

11-[(9-AnTpaneHnIKapOOHIT)aMHHO | yHaAeKAH-1-01
(XV). K nrepemermmBaemoii rmpu 20°C cycrieH3uu aMu-
na (XIV) (0.47 r, Immoinb) B MeOH (30 mu1) moGaBisuin
TsOH - H,0 (0.05 1, 0.26 Mmoib). Yepes 3 4 pacTBOpu-
TeJlb YAaJIsUIM, OCTaTOK BKCTparupoBajiyd OEH30JI0M
(150 Mu1), BKCTpaKT MPOMBIBAIA HACHIIEHHBIM pac-
tBopoM NaHCO; (2 x 30 mu1), H,O (2 x 30 mut), HackI-
meHHbIM pacTtBopoM NaCl (2 x 30 mir), cymmian
Na,SO, u KoHLEeHTpUpoBaIu B BakyyMe. OcTaTok
KPUCTAJUTM30BAIM U3 3TUJIOBOTO CITUpTa. Bhixom co-
enuHeHus (XV) 0.21 r (0.53 mmonb, 53%), t,, =142—
145°C, R, 0.67 (MeOBu'). UK-cnekrp (KBr): 430,
470, 557, 601, 646, 730, 788, 840, 878, 972, 1032,
1052, 1073, 1135, 1161, 1255, 1265, 1295, 1428, 1464,
1544,1631, 1719, 1788, 2847, 2924, 2936, 3028, 3049,
3258, 3433. Criexrp 'H-SIMP (CDCl,): 8.49 (1 H, c,
apom. H), 8.10—-8.01 (4 H, M, apom. H), 7.54—7.48
(4 H, ™, apom. H), 6.03 (1 H, yur. 1, /vy, 5.3, OCNH),
3.71 2 H, m, H11), 3.64 2 H, 1, J;, 7.8, H1), 1.75
(2H, M, H2), 1.60—1.30 (16 H, m, CH,). Macc-
cunektp ESI BbICOKOro paspelicHUsI HaiiaeHO:
m/z 392.2587, Berunciero st Co,cH4;NO,, [M + H]F
392.2584.

11-[(9-AnTpaneHnIKapooOHIT)aMUHO | yHAenuIdoc-
dar (XVI). K nepememubaemomy npu 50°C B atT-
Mmocdepe aproHa pactBopy croupra (XV) (0.07 T,
0.178 mmonb) B 1,2-auxisiopatane (7 Mi1) 1o6aBIsLIIU
nuruapodocdar Tterpadbyrmimammonus (0.24 1,
0.7 mmon) u CCI,CN (0.116 1, 0.8 Mmoinb). Yepes 3 u
PEaKIIMOHHYIO CMeCh KOHIICHTPHPOBAIM B BaKyyMe,
OCTaTOK PacTBOPSUIM B BepxHel (hase paBHOBECHOM
cmecu BuOH—H,O (4 mut), mpoMbIBaJIM HUXHEH (a-
301 (4 x 1.5 MJ1), opraHndecKkyio a3y yrnapruBaid B
BaKyyMme, ocTatok pactBopsiii B MeOH (3 mun), mpu-
O6aBisii 5 M Bomubiid pactBop NaOH (0.08 mi) u
BhIIepXUBanu B TedeHue 12 4 npu —18°C. Ocamok
OT(UIBTPOBBIBAIN U BBICYIIIMBAIN. BeIXOM IMHATPY-
eBoit comu ocdata (XVI) 41 mr, T. 1. 215-217°C,
R;0.35 (B). MK-cnekrp ( KBr): 555, 733, 913, 1135,
1234, 1444, 1466, 1525, 1637, 2853, 2926, 3056, 3306,
3406. YD-cnektp (MeOH), A, (€): 250 (65500), 360
(4625). Macc-crniekrp ESI BeIcOKOro paspeliieHust Haii-
neHo: m/z 516.1885, serauciaeno mwist CosHy,N Na,OsP,

[M + H]* 516.1886.

TTonyyeHHble KpucTauibl cycnieHaupoBaiu B H,O
(7 mu1), mogkucnsum cycrieHsnto konu. HCl no pH ~ 0
1 akcTparupoBaiu EtOAc (30 mut). DKCTpaKT MPOMBbI-
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BaJIM HacblllleHHbIM pacTBopoM NaHCO; (2 x 7 mi),
H,O (2 x 7 mn), HackiieHHBIM pacTBopoM NaCl (2 x
x 7 mn), cymmnu Na,SO, 1 pacTBOpUTEINb YAAISUIN B
Bakyyme. Brixon murumpodocdara (XVI) 34 wmr
(0.073 mmonb, 41%), R, 0.33 (B). Cnextp 'H-AMP
(CDCl;—CD50D, 2 : 1): 8.29 (1 H, c, apom. H),
7.90—-7.75 (4 H, M, apom. H), 7.38—7.24 (4 H, wm,
apom. H), 3.77 (2 H, m, J}; 17 6.63, HI11), 3.43 (2 H,
M, Jy , 7.1, H1),1.60—1.38 (4 H, M, H2 u H10), 1.27
(14 H, m, CH,). Criekrp *C-IMP (CDCl;,—CD;0D,
2 :1): 128.21, 127.83, 126.36, 125.21, 124.58, 66.58,
39.93, 30.08, 29.99, 29.26, 29.19, 29.11, 28.98, 28.90,
26.81, 25.18. Criekrp 3'P-IMP (CDCL,—CD,0D, 2 : 1):
0.9. Macc-cnektp ESI BbICOKOTO pa3penieHust Haii-
nmeHo: m/z 470.2102, Beraucieno miust C,sH;,NOsP,

[M—H]~470.2102.

Axuentopabie cBoiictBa 11-[(2-mupuamn)amMu-
Ho Jyunenmwiadocdara (VIII). MukybaumoHHast cMeCh
IJIST OTIpEAeIICHNST aKIIETITOPHBIX CBOMCTB COCIUHE-
Hust (VIII) (KoHeuHbIli oObeM 70 MKII) coaepxkasa
30 oMo cuHTeTudeckoro akuentopa (VIII) B
10 mxn cmecu MeOH—Et;N, 100 : 1, 20 mxn 50 MM
Tpuc-HCI, pH 8.0, 4 mxn 0.2 M MgCl,, 2 HMOJb

UDP-['*C]Gal (200000 umrt./mMuH), 20 MKJI mpena-
paTta MeMOpaH 13 KJieTok S. anatum (200 MKT Genka).
Muxy6amuio npoBoavu B TeueHre 20 muH nipu 30°C,
3aTeM, JUIsl YBEIMYEeHUSI CyMMapHOIO BbIXOJA MPOIYyK-
Ta, BHOCWIM HepannoaktuBHyio UDP-Gal (10 Hmob,
2 MKJI) 1 MTHKy6oupoBanu eie 20 MuH ripu 25°C. Dep-
MEHTaTUBHYIO pEaKLIMIO OCTAaHABIMBAIN OXJIaXKICHUEM
o 0°C, pasbapisii JUCTWUIMPOBAHHOM BOHOM
(0.8 Mu1) M BBIIEp>KUBaAIM cMech 12 4 ipu 4°C miig Koa-
ryasuuu 6eska. besok ocaxnanu neHTpudyrupoBa-
HueM npu 10000 06./MUH U cyliepHATAHT HAHOCWIN
Ha Kaptpumxk C18 (Jluallak). KapTpumx npombiBaiu
BOJOI 10 TIpeKpalleHUsT DII0LUN PaIUO0aKTUBHOCTU
(6 mu1). TIpooyKT peaklMy SIIIOUPOBAIM METAHOJOM
(5 mn), cobupas ¢pakiuu o 1 M. MeTtaHOJIbHbIE
dpakim, B KOTOPbIX OblJ1a OOHapy>kKeHa paquOKTUB-
HOCTb, OOBEIWHSIU, KOHLEHTPUPOBAIU B TOKE
WHEPTHOrO ra3a 10 oobeMa 100 MKJI M aHaIM3UpoBa-
1 metogoM TCX Ha mmactuHe DC-Alufolien Kiesel-
gel F,s, B cucteme I. Ilpu oOnyyeHUM MIACTMHKU
Y®-cBeToM (Ays4) BU3yanusuposasach 30Ha ¢ R-0.80.
ITmactuHKy pa3pesanu Ha kBaapathl 0.5 x 0.5 cM, mo-
rpyXaju WX B JMOKCAHOBBIM CUMHTWISITOpP THIMA
KC-7 (Peaxum) U uU3MepsiiM paguoakKTUBHOCTh Ha
CUMHTWUISILMOHHOM cueTuuke Delta-300 (Tracor
Analytic). AHanu3 TokKasaj, YTO paJuoaKTUBHAas 30-
Ha coBnajasa no xpomarorpaduyeckoil NoaBUXHO-
cTH ¢ IIyopecIUpyIOLIe 30HOM.

AxuenTopHsie cBoiictBa 11-[(9-anTpaneHnakap-
oonmia)amuno ynaemuiacgocdara (XVI). Mukyb6amu-
OHHasi CcMecb IS OIpelesieHUsT aKIeNTOPHBIX
cBoiictB coeauHeHus1 (XVI) (KoHeyHBId 0ObEeM

JAHWIIOB u np.

205 Mxi1) conepxana 60 HMOJIb CUHTETUYECKOTO aK-
menTopa (XVI) B 30 M1 Mmetanona, 60 mxa 50 MM
Tpuc-HCI, pH 8.0, 15 mxut 0.2 M MgCl,, 30 HMOJb

UDP-['*C]Gal (100000 umr./MmuH, Amersham, AH-
rmus), 70 MK Tperapara MeMOpaH U3 KJIETOK
S. newport (200 MKT 6enka). MHKyOa1mmo MpoBOar-
Ju B TeyeHue 30 muH npu 33°C. TTocne 06paboTKu,
QHaJIOTUYHOM OINMCAHHOMY Bblllle, MpakUu MeTa-
HOJILHOTO 3J1t0aTa, B KOTOPhIX Obl1a OOHapyXeHa pa-
JUOKTUBHOCTb, OOBCIMHSIN, KOHLECHTPUPOBAIU B
TOKE MHEPTHOTO T'a3a 1 aHaJIM3upoBaiu MeTogom TCX
B cucteMe [. [lpu obnyaernu YP-cBetoM (h,s, WIH
As60) BUSYATU3UPOBAIach (hiryopecliupylolasi 30Ha ¢
R; 0.60. Ananmus xpomarorpaMyecKux IUIaCTMH Ha
JIOKaJIU3al1i0 paJuoakKTUBHOCTU II0Ka3ajl, YToO pa-
JIMOAKTUBHAs 30Ha COBMajajia Mo xpoMarorpaduue-
CKOI1 ITIOABMZKHOCTH C (DIIyOpeCLMPYIOLIeil 30HOIA.
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Synthesis of 11-[(2-Pyridyl)amino]- and 11-[(9-Anthracenylcarbonyl)amino]undecyl
Phosphate and Investigation of Their Acceptor Properties in the Enzymic Reaction
Catalyzed by Galactosylphosphotransferases from Salmonella
L. L. Danilov, N. M. Balagurova, A. N. Vinnikova, N. S. Utkina®, V. 1. Torgov,

N. A. Kalinchuk, T. N. Druzhinina, V. V. Veselovsky

#Phone: +7 (499) 137-75-70; e-mail: utkinans @yahoo.com
Zelinsky Institute of Organic Chemistry, Russian Academy of Sciences, Leninsky pr. 47, Moscow, 119991 Russia

11-[(2-Pyridyl)amino]undecyl phosphate and 11-[(9-anthracenylcarbonyl)amino]undecyl phosphate were
chemically synthesized. The abiliy of these new fluorescent derivatives of undecyl phosphate to serve as ac-
ceptor substrate of galactosyl phosphate residue in the enzymic reaction catalyzed by galactosylphospho-
transferase from Salmonella anatum or Salmonella newport membrane preparation was demonstrated.

Keywords: 11-[(2-pyridyl)aminoJunecyl phosphate, 11-[(9-anthracenylcarbonyl)amino Jundecyl phosphate, ga-
lactosylphosphotransferase, O-antigen biosynthesis, Salmonella anatum, Salmonella newport
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