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ACUMMETPHYECKHMH CHHTE3 L- 8 (N-METHJIAMHHO)

AJIAHHHA YEPE3 XHPAJIbHBIH KOMIUJIEKC
NETCHAPOAJTAHHHA C HOHOM Ni(ll)

Pa3pn6(mm METOA ACHMMETPHYECKOro CHHTE3d L-ﬁ -(N-MeTunaMiHO)aNaHKa H3 1e-

rugpoananuda B ux Ni(ll) komnaekcax ochosannst ludxpa ¢ xupanbubim pearenrom L-2-N-
(N'-GeH3HANPOILT)AMIHOOEHIO(IEHOHOM  [IyTeM NPIHCOCAIHEHNA  METILTAMIHA K ABOfHO
C=C cBam pparmenta aernapoatannna. [lociie pasioxkeHius KOMNIEKEa BLOEAIOT uene-

BYI0 aMIHOKICAOTY L= B -(N-MeTIAMIHO)aNaHIH ¢ 67%-HbIM XIMIUECKIM BBIXOI0M it ¢ §O-

nee uem 98%-Holl onTiueckoii uiic roToii.

B nocneaxne roanl 00NbWOM WHTEPEC BbIIbIRAIOT ONTHYECKH YHMCTbIE HEGE 1KOBbIE
4AMHHOKHC.TOTBI, KOTOPblE JOCTATOUHO LWIHPOKO pacnpocrpaHedbl B npupoae[l,2]. Hebe-
KOBbIE AMHHOKHCJIOThI YCMIEWHO NPUMEHSIIOTCS B CHHTE e NENTHAOB, aHTHOHOTHKOB W ApY-
ruX JekapcTBenHbix npenapatos[3,4]. K uncay Takiux coeanHeHuii oTHocsTes Tak ke f3 -

aMHHO3aMELLEHHbIE NPOH3BOAHBIE AMUHOKIICIOT. PaHee Hanu paipaboTaHbl METOAb! CHH-
Tesa pada B -aMHHOMAMELLIEHHLIX AMITHOKICTOT ( § -uMHAas0AH anaHHHa, B -(N.N-aume-

TH/IAMHHO)-aN1aHHHA, B -(N-OeHIMaMHHO)ATAHHHA) NyTEM NPHCOEAHHEHHS COOTBETCT-

BYIOILMX aMHHOB K ABoiiHoii csian C=C aernapoa.tannna B komniekce Ni(Il) ocHoBa Hus
HIndda ¢ xupanbhbim pearenTom L-2-N(N'-Oensn.npo.in.)amiiodenogeHoHom[S].
B HacTosuei padore coodWaeTess 0 ACHMMETPHUYECKOM CHHTE'$€ ONTHYECKH AKTHB-

Horo L- 8 -(N-MeTH1aMHHO)aNaHiHA NPHCOERHERIeM MeTHAaMKHa K caawn C=C aerua-

poasanuHa B Ni(ll) komn.iekcax ocHosanns Wndgda ¢ xupaabhuim pearesrom L-2-N-(N'-
OCHINNPOAN.T) aMitHOOeH s0heHoHOM (Komnaeke [).

O06cyxaenune pe3yabtaroB. [IpucoeanHenne MeTHIaMHHA K ABOiiHOIN cBsinn C=C
¢parmenTa geruapoaianuHa komniekca | s aueronnrpuae 8 npucyrersun K,CO, npu-
BOAMT K 00pa’oBaHHK) cMecH AByx anacrepeonsomepos (L,L n L,D) komnnekca Ni(1l) oc-
voBanus lngda B -(N-MeTHIaMIHO)a1aHHHA ¢ XHPA IbHLIM peareHToM L-2-N-(N'-Gex-

3IHINpoanI)aMHHOOeH soheHoHOM(Komnieke H) (em. cxemy 1). 3a x0a0M npHcoeanHeHHs
MOXHO CJeauThb METOAOM TOHKOC/0iiHO# xpoMaTorpacuin (TCX) wa SiO. B cucreme
pactBoputeneii CHCI;-(CH,),CO (3:1) no Hcue3HOBEHHIO NSTHA HCXOAHOro KoMnaekca l.
CooTHolEHHE AHACTEPEOMEPOB ONpeAe.18.10¢h CNEKTPO(OTOMETPHUECKHM METOAOM
nocJ1e HX pa’Ae/ieHNs Ha CHIMKAre. e NpenapaTiiBHoii XpoMaTorpadpueii, a Tak ke B peak-
unoHHoit cpeae MetonoM 'H-SIMP Bbicokoro paipelueHiis. BbisisieHo, uTo B HidbiTKe 00-
paiyercsi AHAcTepeoMep ¢ MeHbwuM Hauewnem R, (L,L), ux coorHowenue L.L:
L.D=95:5.

Ilns onpeneaeHus adcoIHOTHOH KOH(DHUIYPaUHi IHACTEPEOMEPOB CHUMAJIH KPHBYHO
HOB cmecu u cpauuBasn ¢ kpuBoii JJOB aHastornuHo noctTpoentoro wisecrHoro Ni(ll)
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Kpune JOB xomnaencos s meranose (T-25 °C): 1. xomnaaexca 1 2. aHaiornunoro
KoMmntekca L- [3 SIMELZABONLTLTANIAA ¢ XHPpa abHun pearentom L-2-N-(N'-Gensinpo-

nuA)asimodensoenodon [S).

Obpasonannie anacrepecomepa L.L-a6cokrHoil KOHGUIYpawm B HGLITKE 00yC.108-
JIEHO HLTHYHEM BLICOKHX DHAHTHOCEIEK THRHBIX M(DEKTOB 1B OTHX KOMMIEKCAX, UTO CBS-
WHO ¢ DK PARIPOBAHIEM AMITHOKICIOTHOrO hPArMeHTd TOILKO € OAHOI CTOPOHDLI IPOXH-
paabHoro kapdaunona (co croponsi Re). Tipu arom B navase peakuii ( ~ uepes 20 mu-
HYT nocae 200aBaeHHS aMitHa) 10LITok L L-aiacrepeomepa, Beeacrsiie KiHHETHUECK X
(harTOpOB, COCTABISIET NPIMEPHO 23%, 2 WFEM €rO ROTHYECTBO NOCTENEHHO YBE THUHBA-
ETCH BCIEICTBHC YCTAHORIIEHIS TEPMOINHAMIINECKOrO PABHOBECHS MEK Y AHACTEPEOME-
pamit B uepe’ 70 yacoB noc1e Haya1a peakii coornouenne L.L w LD cocrapasier 94% :
6%.

Noce pavioxenns komnaekea U (emecn L.L i 1..D) noa aeiicrsnem v HCI B cpe-
€ METH.IOBOTO 1LTH 3THAOBONO CIHPTA BHACHOT HCXOANBIT XHPUIbHbii pearent L-2-N-

(N'Gensanpoap)amunodenioderon (L-BITbM) n ueaesywo amunokicaory L- B -(N-

mMeTHAaMHHo)annn (D) (em. exemy). [Ipn dTOM HCXOHBIT Xupa TbHbli pearent L-
LITbM perenepipyctes ¢ HOTHLIM COXPAHEHHEM HCXOAHOIT XUPLIBHOCTH Il €70 MOXKHO He-
NOTL3OBATL NOBTOPHO O€'4 JONOTHITE TLHOI OUIICTKIL

Crpoenite 1 adcoawrHas Koudpurypaunst amnyokneaotn HE u komnaekcea 11 yera-
HOB.1E€HBI (DU SHKO-XIIMIUECKIIMII METOTAMH aHL TIVA(CM. DKCNCPHMEHTAIbHYIO YaCTb).

IKCNCPHMEHTAILHAA YacTb. B padoTe GLLIM HCMOALIOBAKBI CAEAYIOWIHE XIIMPEaK-
THBDLE dMHHOKHCA0TH - "Reanal” (byaanewr): cnankaress 40/100 -"Chemapol” (I1para);
n.aactuikn TCX "Silutol UV-254" - "Chemapol” (ITpara): nonoodmernas cmoata Ky-2-8,
CH,NH,HCI, CH,CN, K.CO,. NH,OH, CH,COOH. CHCIl,, CH,OH - "Peaxum" (CCCP).

AUETOHITPIT eped HCno 1b3oBaHuem ounuta i coraacho [6]. Cnextpbr | H-SAMP
CHUMaAK Ha cnekrpomerpe "Bruker WP 200SY (200 MHz). Y aeanHoe onTHueckoe Bpa-
weHeé noayuain Ha noaspumerpe "Perkin - Elmer - 241", xpusbie OB cHuMaan Ha
cnexrponoasipumerpe Jasco- ORD/UV-5".

TCX - xpoMarorpadiueckiid aHa s npoBoAn M Ha poiactikax SiO. mapku "Sil-
ufol UV-254". Komnaeke Ni(ll) ocrosannst Hudbha qeruapoatannua ¢ xupasibHbiM pea-

reHToM L-2-N-(N'-0en3uanpo.ani)aMuHoOeH30(hbeHOROM (1) Gbl.T CHHTEMPOBAH COMTACHO
metoanke [S].
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Honyuenue Kovnsexca I1: 5¢ (9.8 107 ymoas1) komnsekea 1 pacrsopsitor s 12 v
CH,CN, godasasitor 2.79 ¢ (2 107 moas) K.CO, i 1.35¢ (2 107 moast) CHNHLHC
PEAKLUHOHHYH) CMECh HEPEMELLINBAIOT NPIE KOMHATHOIT TeMTepaType B TeueHe 48-52 u. 3a
X0J0M peakumin apucoeanterns caest mero1om TCX Ha naacrinkax Si10. 8 cncreme
pactBophteaeii CHCIL-(CH,);CO (3:1) no ucuesHoBCHIIO NSTHA HEXOIHOIO KOMILIEKC.
3aTeM peakUHOHHYIO cMeCh (DILTPYIOT. (DILILTPAT YHAPHBAOT JJ0CYXd, OCLI0K PACTBO-
pstoT B 30 ALt x10pachopMa. TPOMBIBAKOT BOAOIT (3 parsa 110 20 ), ynapisakoT Jocyxa i
CYLWAT MO BAKYYMOM.

CoOTHOWEHNE AHACTEPEONIOMEPOB B ¢MECH OLLIO YCTAHORACHO MeTozamu TCX n
'H-SIMP muicokoro paspewennsi: ono coctansier LL 0 LD=Y5:5%. Toayueno 4.56 ¢
(8,42 107 moas) komnekca U, uro coornercriyer | \(\"".-umly BLIXOAY HA CTUI,

Komvmuekc I Daemenrubiii anacms a1 Co,H G NJONI (Y0): naitaeno C 64,20:
H5.,48; N 10.49. phiuncaeno C 64,.26; H 5.58: N 1035, 'H-AMP 8 CDCI, (b, m.1):

2,05(c..CH, amurokncnorsl, 3H); 1.86-2.15(n., B-ny -H npoamna, 4H); 2,35-2.65(m..0 -
H npoauna, 2H); 2.62-2.82(m..d -CH, amumokicaors, 2H); 3.52 u 4,35(21., AB.
Jw=12,6Hz,  CH.-Gewsuanpoauna, 2H):  3.60-3.82(m..a@-H npoanma,  [H), 393-
4.15(m., & -H amunokncaornl, TH): 6.52-8.12(m. apoMarika, 14H).

Y aeanHoe spautenne - o] 4 2318.2(¢ =0.004; CH,OH).
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Pasnoxenue komniexca Il u gvidesicnue avunoxucnomer 1 4.4¢ (8,13 107 mo.1b)
komn.iexca Il pacrsopsitor 8 20 s CHLOH 1 npu nepemewwnBatitit J00aBASMKOT K Harfe-
ToMy 00 45-50°C In pactsopy HCL Tocie ueuesHOBEHHS XapaK TEpHOIT 115 KOMILIEKCO
OKPACKH PEAKUMOHHYK) CMECh YNAPHBAIOT 10CyXa, 100aBAsoT 40M/1 BOALI H DKCTpari-
PYIOT HCXOOHLIA XHpa-bHblii pearewr L-bIbM xaopagopmom npu pH=5. U+ Boanoro
€101 BLIAEASIOT AMHHOKHC10TY HOHOOOMEHHLIMH METOIAMH NyTEM NPONYCKAHHS PacTRO-
pa uepe’ KO.0HKY ¢o c¢cmosnoii Ky-2-8 3 H' dropme. AmuHokuc10Ty 2100pytoT ¢ no-
MOLLbIO 5%-HOTO PACTBOPA AMMHaAKA. YNAPHRAIOT 0CYXa I KPHCTAANIYIOT I3 ACTBOPOB
61 HCl-oaa-atano.. Moayueno 098¢ (6.34 107 mosst) amunokucaori I < HCI (8 Brae
X-10PrHapatTa), 4To coorBeTeTRyeT 78%-HOMY BLIXOQY HA CTAAHN.

Amunokuciota I Daemenrubiii anaans 1 CH, N.ClO«(%): Haiiaewo C 30.87;
H 7,24, N 17,94, Buiuncaeno C 31,07: H 7.18: N 18,12. '"H-SIMP 8 D-O (b, mM.i1.): 2.76 (c..
8 -H(CH,-), 3H); 3.39 (2a., B-H,. J=12,4Hz n 59Hz, 1H); 3,46 (2a., B -H,. J=12.4Hz n
7.8 Hz, 1H); 4,03(2a., a -H, J=59Hz u 7,8Hz, 1H). Y aenbHoe onrtuueckoe spalueHue -

[a]**p=+23,20 (c=1: 6N HCI).

HI10 "Apsbuomexnonocus”, EI'Y Hocmynuaa 13.03.1996
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L.U.ULABUL, LEULGSPUSLL, UUL FLULLRSUL, L 2PLUL3UL, LU A30M.N BT,
WLh SUPULAL UL APRANP3LL, 3.5, RELOUM,
L- B -(N-Ut@ebLUUhLU)ULULPLh UUBULShU UhLEEGQC Ni(Il) hbOLh &GS
aiprAULUvh Lk UNULQUSAUS vhU L UNUMLELUL UhN3NY

Udthnhnid

bpulwiwgyt) k L- B -(N-utipphjwdhtw) wyjwG)Gh wupdbnppy uphptqp Ni(ll) hn-
G fuppuwy Ynduytipumy nEhpgpowuGpGh Ypytuwyh C=C Juught dtpppudhl shuglbm
GnwGwyny:

Uwnwgfwd Ynduytipup pugpuymdhy htnn wipwwyt) t L- B -(N-SphjwdhGw)
wiwG wihGuwppmb phipuywb b owunpljuwlwG pupdp dwppmpjudp:
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