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CHHTE3 HEKOTOPBIX TETEPMIAETHIPOUEITHIOCB
OKCA3OQJICHOBbBIM METOIOM

Peaxumeit 2-dennn-4- (3-nuprpumpes) -5 (4H) -oxcasosona ¢ TpunrodaHoM Cri-
TesupoBa® (E)-N-Genzonngerunpo-3- (3-nupumun) anauuntpunto®asd ¢ BEIXOHOM
~899%,. IIpu ssamumopeticrsrm 4-[1-(2-byprwmpen) 3wl - ¥ 4- (3-nupumpumnes) -2~
demn-5 (4H) -cxcazonona ¢ ananwrrprarrodasoM obpasyercs cMech Z- u E-uzoMepos
COOTBETCTBYIOMX JErVAPOTPHITEIITHAOE. PalleMusaIins aAJIaHMI- ¥ TPUITORMICCTATKOR
He obHapyKeHa.

Oxcaz3070HOBBIT METOH HIMPOKO HWCOOAB3YeTCHE B CHETe3’e  Mogudu-
TUMPOBAHEHX AMHAHOKHUCIOT % menTtuncs [1], gengercs ocmoBHEM crocobom
TOJAYYCHWS JSTUAPOAMUHOKUCACT {2], ¢-MeTHIaMuHOKWCIOT ¥ DI IOPYTEX
coepmaenuil. 3TOT 'MeToH, O0CODESHHO IIOKOTBODHBLIA B CHHTE3E HEXHDPAIHHBIX
&, -AAAKAI3aMENIEHHBIX aMAHOKHCIOT, XapakTEPA3yeTCHa CPABHUTENRHO BHCO-
X¥M BHXONOM H OICYTCTBEEM HEOOXOOMMOCTH B HOPOICCTOLINUX pearcHrax. B
pPSie CAYYACE OKCA30JOHOBEM METOH OTJmYacrca 00ee BHICOKYMHA BHIXOHAMIL,
GeM IUHKIOTeKCWIKAPOONUMUMUTHEIA MeTon. [l TpenoTBpalleHus SIF-
MEPH3ATUY AMUHOKUCHKOTHEIX OCTATKOB B OKCA30J0HOBOM METOHNE TOTYyUCHHS
nentunoB [3 ] npuMeHSIOTCT XUCIOTH JIBIONCa W IPYTHE XKaTatu3aropH {4, 51

Hayvm wmcmons30Bad OKCA30J0HOBEIM METON IS CHHTE33a UPOM3IBONHEIX
TpunTohaEa B AUOCHTANZ aJaRWANpon#Ha. [erdapOoiauenTiisl, CORepXamme
0CTaTOK TpuITedara, WMEIOT NIPOTHBOOIYXOAEBHE cBolicTa [0 ]. TlpousBomasie
AAHUANPOIAES UEePCIIEXTHBHG KAK MHTEOUTODE aHIMOTEHIHHIPEBPATIAIOINETC
depmenta {71

N-Benzounneruapo-3- (3-mupunzun) aranvrtpunTodad TOAYYSH KOHAEHCA-
omesr  2-bewwr-4- G-mupummnunen) -5 (4H) ~oxcazomona ¢ TpunTodaHOoM B
OPUCYTCTBUY TPHSTWIAMWHA Kak KOHACHCHPYOWMEro cpencrsa. Cmazes
OCYHISCTBIICH HCXONS U3 THINTYPOBGH KWCIOTHE COIIACHO CXEME:
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Coegmrerme Il cuuTeswpy:oT B3aMMONEHCTBHEM THIIYPOBON KHCAOTH C
3-nupUONEANBNECTAAOM B OPHCYTCTBHA yKCycHoro aHrmppuma u KoCO3 mo
METOHy, upemaoxenmomy B pabore [8]. (Tlomsrrka xommeHcanmm 2-
IEPHIUMHAILACIHAA C THIIILY POBOM KACAOTOM 0Ka3aaach Oe3yCImeniHoi BCISICTBAC
CHUIBHOTO OCMOJICHUS PEAKITMOHHOM CPENEL.)

IIponyxt xorgescamny IV CONEpXUT MpakTAYECKH TOABKO F-M30Mep OCTaTKa
COOTBETICTBYIOIIETO HerMppoananwHa. Beixox mnpoxyxra 88,7%. Iomyumrs
COOTBETCTBYIOLICE TPOM3BOXHOC TPHUIITO(MAHA, CopepXamee 2-(pyprapanuKkai B
OCTATKE KETWAPOAJIAHMHA, HAM HE YHRAIOCh, TAaXK KaK peakuwd B ITOM Cayyae
TIPOTEKAET HECEICKTHBHO.

Komnencatiua 2-peumn-4-(3-napummnunen)-5 (4H)-oxcazomora (I m
2-dbemmi-4-[1'- @-bypwm) stmwmanen -5 (4H) -okcazonora (V) ¢  amaHmmpo-
mmeoMm  (VI) nmpuBomar K ofOpazoBamumio Z- u E-W30MEPOB NPOM3BONHBIX
AMAHWTIPOIAHA:
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I, IX, X R'=3-mupeman, RZ=H; V, VIL VI R'= 2-dypen, R~ Me

CooTtaornenme pegeaeHasx naoMepos Z-Vil: E-VIII=1:2uZ-IX:E-X=
= 1 :2,5 yxa3uBaeT Ha KCKJIIOYATEIBHOE BANSHHE CTPYKTYDEL aMEHOKVCAOTHE
WiV aMUHOKHCIOTHOTO OCTATKa, € KOTOPHIM IIPOM3BONHBIC COOTBETCTBYIOIIETO
0KCA3070Ha 00Pa3yioT MENTHARYH CBA3h, Ha CTPYKTYPY KOHEYBOTO HPOXYKTA. B
UCCHEROBAHEBIX HAME YCJIOBHAX DA3REIUTH Z- ¥ E-m30MepHl COOTBETCTBYIOMHUX
OPOM3BOAHBIX AJAHWIIPOJAWHA HE YAAIO0Ch. ParmemMm3anms aMHHOKHCIOTHOTO
OCTaTKa, HCIOCPEACTBEHHC CBI3aHHOIG € OCTaTKOM NErWipoajaHwid, He
obuapyxeHa.

IKCIEPUMEHTANIBHAY YACTE

Ty poBast KuCI0Ta MPMIOTORJCHA - AUFUIHPOEANMEM [IMLHA OEH30MWIXIODHIOM B MIENOTHON
cpene [9]. Hucrora npoxyxra 97 % . Hicnons3osansl 2- ¥ 3-MHpUIMHATGAEIMIL WHCTOTOMH 98 M 979
(Fluka Chemie AG), 2-auetundypan aucroroit 96%, (TV 6-09-16-898-74, HIIO BuoximpeaxTus),
2-demn-4-[17- (2-$ypum srrwmnes] -5 (4H) -okcasonon u 2-¢ermn-4- (3-mupmmuiuaen) -5 (4H) -ok-
Ca30JI0H CUHTE3UPOBAHKI IO MeToRy [7].
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Henpopearuposasiee ChIpsE ¥ TPORYKTH PEAKIHH AHANH3MPYIOT METOROM XKEIKOCTHOM Xpoma-
rorpadun Ha xpomartorpade Du Pont 830 npu ucroab3osanmy KOAOHKM pasMepom 4,6 x 110 rvm. Tipu
ananuze N-GeH30Mameruapo-3-(3-nmupunmn) axaumarpuntodana u N-Gexsornzernapo-3-(3-
HPHITIA) 2FAHMUTA R HWINIPOJIMES KOJIOHKA Hanosmesna ancopbentoM Silasorb SPH Cis, amoent 22%
anerorwrprm 78 % 0,2 M pacTsop auerata avmorns, A 230 umu 225 uv cootserciaenno. Ipu anamse
N-Genzomnmeruapo-3- (Metun) -3- (2-Gypua) aATaHHIATAHHINDOAMHA UCINOIb30BaRA KOJIOHKA
pasmepom 4,6 x 150 mm, Hamonuensas axcopbenTom Zorbax Cs, smoent 209, auerosurpunu 80% 0,2
M pacTBOp aneTara aMvonms, A 254 mv.

OuuCTKA HENEBBIX NPOIYKTOB NPOM3BEAeHA HA MpenapatuBHOM xpomartcrpade Biichi. Koxoska
pasmepom 26 x 470 mM, Hanosennas copbeutom Silasorb Cis (LC) . moeut npu ssmeneHusn N-Genzo-
WIIeruapo-3- (vetun) -3- (2-Gyprn) ananunanamwmponssa — 25 % aneronurpui u75% 0,1 M ane-
TAT aMMOHMS, TIDHM BbIAeAeHMM N-GeH30MIAeruapo-3- (3-mupupni) anausnanamumponusa — 15%
anerosuTpun w85 % 0,1 M anerat ammonma. )

Crexrpst ITMP ueseBsx mpoRyKTOB CHETHI Ha nprbope Bruker AM-360 8 pacreope IMCO-Ds npu
ucnos3osanmy TMC B xadecTse BHYTpEHHEro cTaHnapTa npy remueparype 30 °C. Unesruduxanms Z-
u E-M30MepOB IpoBogMIack 1o meronam {10, 11]. Macc-cuekTpsl cHaTsI Ha criexTpomerpe MS-50 (AED
P HOHUBUPYIOmeM Hanpsokeruu 70 2B.

JHamusie anementHoro ananansa Ha C, H, N 1uis BHOBb CHHTE3HPOBAHHbIX COSAHHEHMI COOTBETCTRY -
FOT BBIYHCIACHHDIM SHAYCHUSIM.

N-BeH3ouneruipo-3- (Metun-3- (2-dypui) ananmianamumponus (VH, VIIL, Cz3H2sN30¢6).
K pacrsopy 0,719 r (2,99 Mmous) rinpoxsiopupa ananwnpomzea ¥ 0,76 r (3 myoms) 2-denru-4-117-
2-dypwp ariummgen) -5 (4H) -okcazoaona 8 15 Ma terparmnpodypara nobasnsror 0,6 r (6 MyoIR)
TPHITIIIAMUHE. PEaKIIMOHHYIO CMECh HEPEMENIMBAIOT IPH KOMHATHOM TEMIIEPATYPE G MCUESHOBEHFS
CHENOB AMIEnTHAa ~6 CyT. 3aTeM yUapyBaOT PACTBOPHIE b, 00pasopaBmmiics Cyxoi 0CTaTOK
npOMbIBaIOT Cyxum adupom. Kpuctaymsyror u3 stanona. Lomyqaror 1,15 r semecrsa, KOTopoe €o-
nepxut 92,8% (1,069 r) ueneBoro npomykTa, Buixox 81,2%. s aHANMTHYSCKUX Lenel NeneBoM
TPHMOEIITH OUMINAIOT Ha nipenapaTnsioM xpomarorpade. Cootnomenue Z- u E-uzomepos 1 : 2.

CrextpIIMP, 8, M. 1.: 7,69 (2), 7,73 (F) (NH), 2,25 (E), 2,31 (Z) (CH3), 6,54, 6,65, 7,45...7,62,
7,95 (4-HFu, 3-HFu, 5-HFu, +m,p-HPh, 0-HPh coorsercreenso) — AAla, 7,92 (Z), 7,97 (E) (NH),
4,42 (2),4,58 (E) (@-1), 1,2 (D), 1,26 (E) (,B—H) — Ala, 4,06 (23, 4,20 (E) (-1, 1,70, 1,90, 2,05,
2,55 (ﬁ +v CH2), 3,30 u 3,40 (2), 3,50 u 3,70 (E) (0 CH) — Pro*. '

N-Bensounpersapo-3- (3-nupumun)ananmnasammpoaun (IX, X, C23Hz4N405). K pacreopy
0,77 (3,2 MMOsb) THAPOXJIOpHIA anasimponua, 0,89 r (3,5 MMoim) 2-denii-4- (3-MUpHIMIMACH) -
5(4H)-oxcasonoua B 15 ma terparvppodypana pobasmaor 0,89 M tpuoTIIAMUHA. PeakiiMOHHYIO
CMeCh IIePEMENIMBAIOT NPY KOMHATHOM TEMIIEPATYPE JO MCUE3HOBEHMs CJICNOB Imurrentiia ~12 cyr.
3aTeM PEAKUMOHHYI CMECh VHAPHBAIOT, [OJYYECHHBIA 0€aI0K TIPOMBIBAIOT 2PUPOM M KPUCTATLIMIYIOT

“us anerountpruta. [lomywasor 1,26 r (2,88 mMmop) nenesoro npoxykTa, seixen 90,19, . Ina ananury-
YECKMX (eNedt HEeXeBoil TPUIENTU OUMINAOT Ha [IPEIIaPAaTUBHOM xpomarorpade. CooTHomenue Z- u
E-msomepos 1:2,5. Tug 162°C.

Crextp TIMP, &, M. 1.1 10,05 (B), 10,20 (Z) (NH), 7,30 (E), 7,41 (2) (ﬂ—H), 7,38, 7,50...7,70,
7,92, 7,97, 8,36, 8,75 (5-HPy, 4-HPy, m,p-HPh, 0-HPh, 2-HPy, 6¥I-IPy coorBercreeHH0) — AAla,
8,20 (NH), 4,45 (Z), 4,65 (E) (@-H), 1,20 (2), 1,25 (E) (,B—H) — Ala, 4,22 (a—H), 1,70...2,20 (/3+
y CH), 3,20...3,50 (6 CH2 (2)), 3,521 3,70 (0 CHz (B)) — Pro*.

(E)-N-Bensonnieruipo-3- (3-mapumt) asassarpanrodas IV, C26H22N:04). K pacteopy
1,121 (5,5 vmoump) Tpuntodana u 1,50 v (5,9 mmons) 2-denwi-4- (3-mupipumimen) -5 (4H) -okcasono-
aa B 17 Mu tetparmppodypama. gobapagor 3 xamiu TpP{3TMJIaMPII;Ia< PeaknuoHHYI CMeCh
TEPEMEIMBA T ITPU KOMHATHOM TEMIIEPATYPE IPMMEPHO 12 CyT KO MCUEIHOBEHMS CASIOR TpHITOhAHA.
3aTeM YNAPHBAKIOT PACTBOPUTENb, O0DAZOBABMIMICH KEATHIM 0€aH0K NPOMBIBAIOT 3PHUPOM U
KPUCTAJLTH3YIOT M3 3TaHona. [TokxygaroT 2,4 r opoayKTa, KOTOPBIH CORepUT 92 %, IesreBoro MHaTeIITHAA.
Tnn 147 °C.

Crextp TIMP, &, ™. 1.1 9,95 (NHJ, 7,20 (ﬂ—H), 7,45...7,65 (NCOC¢Hs), 8,68, 8,45, 7,90, 7,35
(ﬂ—HPy, 2-HPy, 6-HPy, 4-HPy, 5-HPy coorsercteenno) — A Ala, 8,23 (NH), 4,59 (@-H), 3,20, 3,29
(ﬁ~H), 12,58 (COOM), 10,85 (Trp NHD, 7,95, 7,32, 7,19, 7,05, 6,45 (4-H, 7-H, 2-H, ¢-H, 5-H Trp
COOTBETCIBEHHO) — TIp.

* ,B—H cM. smecte ¢ Y CHa.
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