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Annotanusi. COBpeMEHHbIH PalMOHANBHBIA JU3aliH NONN(PYHKIMOHAIBHBIX (10 cdepam MPaKTHYECKOro
Ha3HA4YEHUsI) TETEPOLUKIMUECKUX COCJUHEHNH TpeOyeT BEICOKOH 3(h(heKTMBHOCTH BCIIEACTBHE HEOOXOANMO-
CTHU OTHOBPEMCHHOT'O IMOBBIIIICHU MOHeKyJ’IHpHOﬁ CJIO’)KHOCTHU U MUHHUMMU3aIlUU YHUCJia CTaILI/Iﬁ CHHTCTHUYCCKUX
npoueayp. Ty npoOJIeMbl CTAHOBSTCS ellle 0oJiee 3HAYMMBIMH ITPH KOHCTPYHUPOBAHUH Pa3IMUHBIX MOJIHa3a-
TeTEPOLUKINYECKUX CTPYKTYp, B TOM YHCJE COIEpXKAIIMX MMHAA30JbHEIA (parmenT. [loaToMy, akTyanb-
HBIMH SIBJISTIOTCS ITPOOJIEMBI, CBSI3aHHBIE C TOMCKOM HOBBIX CEJIEKTUBHBIX CHHTETHYECKHUX ITOJIX0JI0B K OCTPO-
€HHIO TETEPOLMKIMYECKAX CHCTEM Ha OCHOBE MMHIa30J1a, U3yYEHUEM C IOMOIIBIO XpOMaTorpaguIeckux mMe-
TOJIOB MEXaHU3MOB WX 00pa30BaHUs, PEaKIIMOHHOW CIIOCOOHOCTH 1 TaJbHEHIIeH HallpaBIeHHON (DyHKIIMOHA-
JU3aIAA, BEIOOPA JOCTYITHBIX PEareHTOB IS UX CHHTE3A.

B 3TOM OTHOIIICHNH TIEPCIICKTHBHEI |,2-THaMUHOUMUIA30JIbI, HHTEPEC K KOTOPBIM 00YCIIOBIICH X TBOWCTBEH-
HOW peakIIMOHHON crtocoOHOCTRI0. Hamraue B manHO# Monekyie geToipex (1,2-auamuao-4-R-uMuaas3on) wim
tpex (1,2-mmammaobeH3nMuAasomn, 1,2-muamuHo-4-R-5-R1-nMmma3om) HESKBHUBANCHTHBIX HYKICO(MUIBHBIX
LIEHTPOB 00ECTIEYNBACT aTbTEPHATUBHBIC BO3MOKHOCTH B HATIPABIICHUH PEAKIINH C TUAIIEKTPOPIIIaMH UTO, 32
cueT 1oj0opa oIpeeIeHHbIX YCIOBUH U KATAIN3aTOPOB, OTKPHIBAET HIMPOKHE BO3MOYKHOCTH MOJY4YEHHS HO-
BBIX IIATHU-, HICCTU- 1 CEMUYJICHHBIX aHHCJIMPOBAHHBIX U JIMHEAPHO CBA3AHHBIX a30TCOJACPIKAIINX I'ETCPOIIUK-
JINYECCKUX COGHHHGHHﬁ, TNIEPCIICKTUBHBIX B TOM YHUCJIC JJId UCIIOJIB30BaHUA B KaUCCTBC 21063.BOK B IIporneccax
3IEKTPOXUMUYECKOT0 MeHeHus [1-2].

B nanHO# paboTe, HAMU TMPEIOKEH HOBBIA CIOCOO MOJyUeHHs MUMHUAa30[1,2-aJmupuMuaInHOB, 00pasyro-
HIMXCS B X0/1€ B3auMoieiicTBust 1,2-mmaMuHOOeH3MMIAa3071a ¢ TUMeTHIIaneTHiIeHankapookcunarom. [Ipu no-
Mo BOXKX-MC u TonkocnoiiHo# xpomarorpadun (TCX) uzydeHs! ¥ 1o100paHb! ONTHMANIBHBIE YCIOBUS
JUISL TIPOBE/ICHHS IAHHOM PEaKIyy.
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u BeIcmero obpaszoBanns PP B pamkax rocynapcTBeHHOro 3afanus BY3am B cdepe HaydHOI AeATEIFHOCTH
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Abstract. The modern rational design of polyfunctional (according to practical use) heterocyclic compounds
requires high efficiency due to the need simultaneously increase the molecular complexity and minimize the
number of steps in synthetic procedures. These problems become even more important in the construction of
various polyazaheterocyclic structures, including those containing an imidazole fragment. Therefore, the prob-
lems associated with the search for new selective synthetic approaches to the construction of heterocyclic sys-
tems based on imidazole, the study of the mechanisms of their formation, reactivity and further directed func-
tionalization, the choice of available reagents for their synthesis using chromatographic methods are important.
Therefore, 1,2-diaminoimidazoles with dual reactivity are promising compounds. The presence in this mole-
cule of four (1,2-diamino-4-R-imidazole) or three (1,2-diaminobenzimidazole, 1,2-diamino-4-R-5-R1-imidaz-
ole) of non-equivalent nucleophilic centres provides alternative possibilities in the direction of reactions with
dielectrophiles, which, due to the selection of certain conditions and catalysts, opens up wide possibilities for
obtaining new five-, six-, and seven-membered annelated and linearly bonded nitrogen-containing heterocyclic
compounds, which are also promising for use as additives in the processes of electrochemical copper plating
[1-2].

In this study, we proposed a new method for obtaining imidazo[1,2-A]pyrimidines formed during the interac-
tion of 1,2-diaminobenzimidazole with dimethylacetylenedicarboxylate. Using HPLC-MS and thin-layer chro-
matography (TLC), the optimal conditions for this reaction were studied and selected.

Keywords: 1,2-diaminobenzimidazole, high performance liquid chromatography, thin layer chromatography,
mass spectrometry, imidazo[1,2-a]pyrimidines, optimization of conditions.
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oOHapy>XeHbl WHTHOMTOPHI (hochoaudcTe-
pasbl, Tonousomepasbl, p38 MAP-kuHa3Hl,
AHATTOHUCTBI 3CTPOTCHITOJIOKUTEIBHBIX Pe-

BBenenune

B nocnennue ol Ob110 CHHTE3UPOBAHO

3HAYUTEIbHOE KOJMYECTBO HOBBIX MPOM3-
BOJIHBIX MMHIA30TIMPUMHINHOB, 00JIa1aro-
IMIUX Pa3TUYHOM (apMaKoJOTrHUEecKOn ak-
TUBHOCTBIO, a TaKXKe MPUMEHUMBIX B Kaue-
CTBE Pa3IMUYHBIX 100aBOK B ITPOLECCAX, TPH-
MEHSIEMBIX B MUKpOaJieKTpoHuke [1-2]. Un-
Tepec K TIOCTPOEHHUIO JAHHOM MaTpHLbI
Ipekae Bcero OOYCIIOBIEH CTPYKTYPHBIM
CXOJICTBOM C HPUPOAHBIMH OHOJIOTUYECKU
AKTUBHBIMH BELIECTBAMH, B YACTHOCTH C ITy-
PUHOBBIMU U TMPUMHIMHOBBIMH OCHOBaHU-
amu. Cpeau oOpa3yroONIMXCsl COEAWHEHUH

uentopoB u CRF penentopos 1, 2a u 23 Tu-
noB [3-9]. B cBsi3u ¢ 3TUM OHM HCMOJIB3Y-
I0TCS B KaU€CTBE IPOTUBOBOCTIATIUTENbHBIX,
YCIIOKOUTENBHBIX, COCYAOPACHIMPSIOIINX,
aHTHOAKTEepUAIbHBIX, NPOTUBOIPUOKOBBIX,
MIPOTUBOBUPYCHBIX, MPOTUBOOIYXOJEBBIX
nekapcTBeHHbIX cpenactB [10-12]. U3 Bo3-
MOJKHBIX BapHAHTOB COUYJICHEHUS! OEH3UMHU-
Na30JIbHOTO ¥ NUPUMUIUHOBOIO ILHKIIOB
Hauboyiee paclpoOCTPaHEHHBIMH SBIISIOTCS
nupuMuo| 1,2-a]6eH3uMIIa30I1b1, KOTOPBIE
MO’KHO CHHTE3UPOBATh Pa3IMYHBIMH METO-
namu [10].
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OagnuM u3 cnocobOB CHHTE3a MHPH-
muo[ 1,2-a]0eH3uMUAa307I0B  SBISICTCS Te-
TEPOUUKIN3alUs MUPUMHUINHOB C aMHUHO-
criupTamu [3] win 2-aMHUHONIUPUMHUJIUHOB C
OpomMkeToHamu [6-7]. OgHAKO ATO HAmNpaB-
JIeHWe, KaK TPaBHUIIO, BKJIIOYAET OOJBIIOE
KOJIMYECTBO CTaJHii, B TOM YHCJE C UCIOJIb-
30BaHHEM TPYAHOJOCTYIHBIX pPEareHTOB.
[TosTomy cuHTeTHUeCcKH OoJjiee MpHUBIEKa-
TETBHBIM MPEJICTABISAETCS MOCTPOSCHUE OCH-
3UMUJA30IUPUMUIUHOBON  CHUCTEMBI U3
MIPOM3BOHBIX OEH3UMHUIA30J1a, B YACTHOCTH
3 2-amuHOOeH3uMHuazona [13-16] u 1,2-
IMaMHUHOOEH3UMHUIA30J1a.

[TomuaykneodpunbHOCT,  1,2-MMaMHHO-
OceH3UMUa3071a 00YCIIOBIMBACT PA3TUIHBIE
BapHaHThl B3aUMOJICHCTBUS C JAMUIJIEKTPO-
bunpHBIMU peareHTaMu. st co3gaHus mu-
PUMHIIMHOBOTO IMKIJIA 1,2-TuaMUHOOCH3U-
MH1a30J1 JOIKEH B3auMOJIeHCTBOBATE C 1,3-
nuonektpodmwiamu kak 1,3-N-C-N-guHyk-
neoun. M3BecTHa NTBYXKOMITOHEHTHAS pe-
aKl{s JaHHOTO JUaMHUHa C 3TOKCUMETHJIe-
HOBBIMU ITPOU3BOIHBIMH JUITUIIMAIOHATA U
nuanykcycHoro 3¢wupa [17], a taxke ¢ N-
apunmanenmuamu [18] u N-apunurakonu-
muaamu [19]. Tlpu B3anmMoaeiicTBUM € XJ10-
paHruapuIaMu KapOOHOBBIX KucioT [20],
KapOOHOBBIMH KHCJIOTaMu [21], UX CIIOX-
HeIMH dupamu U 1,3-TuKapOOHWILHEIMU
coequHeHUsIMH [22] 1,2-nraMUHOOSH3UMH-
nazoin pearupyer Kak 1,4-N-N-C-N-aunyk-
neoduia, YTO MPUBOIUT K OOPa30BaHUIO
MSTU- U IECTUYICHHBIX CUCTEM.

Ha ocHoBaHMM Bcero BbIIIEHU3I0KEHHOTO
[ENbI0 TAaHHOW pa0OThI SBISIIOCH H3yUEHUE
B3auMMOJICHCTBUSA 1,2-THaMHHOOCH3NMUIA-
30J1a ¢ TUMETHIANETHICHIUKapOOKCUIaTOM
(AMAJ]): monGop OnNTUMaJIbHBIX YCIOBUM
TAHHOW PEaKIUU C UCTOIb30BAHUEM METO-
JIOB KJITACCUYECKOT'0 OPTaHWYEeCKOro CHHTE3a
U aHaIUTHYeCKON Xumun. CTOUT TaKkKe OT-
METUTh, 4T0 [IMAJl — 3TO yHMBEpCaIbHbIN
CUHTCTHYECKUN MHCTPYMEHT JIJISi XUMHUKOB-
OpraHUKOB, Oiarogapst KOTOPOMY OBLITH OT-
KPBITHI COBEPIIIEHHO HOBBIE METO/BI B KOM-
OMHATOPHON XMMHHU W MHOTOKOMIIOHEHT-
HBIX PEAKIUAX TMOTYUYCHHS TeTePOIHKIYe-

CKMX COCIMHEHUU. SIBISACH MpencTaBUTE-
JIEM DJIEKTPOHOAEDUITUTHBIX alleTHICHOBBIX
MIPOM3BOIHBIX, B 3aBUCUMOCTHU OT BhIOMpae-
MBIX yYCIIOBUH, OH MOXKET BBICTYNATh B POJIU
akuenropa Muxasis Wik BCTylaTh B peak-
MU UKIonpucoenuueHus. OcoOwlii HHTe-
pec mpeAcTaBIAoT B3aumoaencteus JJMAJL
C aMHHOA30JIaMH, MPUBOJIAIINE, B 3aBUCH-
MOCTH YCJIOBHIA, K 00pa30BaHHIO Pa3IMUHbIX
TeTePOIMKIMYECKUX CHCTEM U3 CTPYKTYPHO
CXOXKHX UCXOIHBIX OMHYKJICO(DHIIBHBIX CYO-
cTpatoB. Bce 3T pa3nuyus MOryT OBITH CBSI-
3aHbI ¢ 3G(HEKTOM PacTBOPUTEIIS, KaTaJIn3a,
a Tak»Ke ¢ mpupoAou 3amectuteneit [23-29].

3KCHepI/IMEHTaHBHaﬂ 4acTb

Ucxomupiit  1,2-muaMuHOOESH3UMUIA30II
CHUHTE3MPOBaH IO paHee OMHMCAHHOW METO-
muke [30], AMAJl u stunmponapruiar —
npuobperensl B kommnanuu Alinda-Chemi-
cal Ltd (CIIIA-Poccus).

Metoamka cuHTe3a MeTua 10-aMuHO-2-
0Kkc0-2,10-guruapoden3sol4,5 Jumugazol 1,2-
alnupuMuanH-4-kapookcunara 5. K 5
MMOJIb JIMAMUHOMMHIa307a 1, pacTBOpeH-
HOTO B 5 cM® MeTaHONa ¢ 100ABICHNEM Ka-
TATUTUYECKUX KOIUYECTB YKCYCHOU KHC-
J0THI (2-3 Karim), 1Mo KaruisiM MpruoaBIsuiy 5
MMOJIb AMUMETUIIOBOTO 3(Hpa arneTuIeHIn-
KapOoHOBOM KUCIOTHI 2. [Tocine moGaBieHmst
2, peaKIMOHHYIO MacCy KUISTHIIN B KOJIOE C
00paTHBIM XOJIOAWIHLHUKOM B TeueHue 60
MUHYT. BhIMaBmme KpucTamibl OTQUIBTPO-
BBIBAJIM U MEPEKPUCTAIUTN3OBBIBATIN U3 Me-
taHoia. Beixox 93%, t.au1. 257-259°C. 'H
SAMP cnextp, 6, m.a.: 7.66 (1H, n, J=8.3,
Heens); 7.55 (1H, n, J=7.4, Heens); 7.45 (1H,
T, J=7.4, Heems); 7.26 (1H, T, J=7.3, J=1.2,
H6eH3); 6.56 (lH, C, CHnMpI/IMn)J); 5.82 (2H, C,
NH2); 4.03 (3H, ¢, CH3). Haiineno, m/z:
259.0825 [M+H]". Ci2H10N4Os. Bprumc-
neHo, m/z: 259.0826 [M+H]".

Mertoauka cunresa 10-aMHHO-2-0KCO-
2.10-guruapo6ensol4.5 Jumuaaso[1,2-g]ou-
pUMUINH-4-KapOoHOBOH KHCIOTEL 6. K 5
MMOJIb COEIUHEHUS 5 100aBILUIH 5.5 MMOJIb
THAPOKCHJIA Kajus, IpeJBapHTEIIbHO pac-
TBOPEHHOTO B 5 cM’ Bojbl. CMech KUISTHITH

271



ISSN 1680-0613

Copbyuonnvle u xpomamozpaguueckue npoyeccol. 2023. T. 23, Ne 2. C. 269-279.
Sorbtsionnye i khromatograficheskie protsessy. 2023. Vol. 23, No 2. pp. 269-279

B T€YEHHE 2 YacoB, JI0 TOJHOTO HCUE3HOBE-
Hus S (koHTpousb o TCX). Ilo oxnaxkaeHuto
pPEeaKLMOHHON MacChl CMECh MOAKHUCIISIIN CO-
JISTHOM KHUCJIOTOM O KUCTION peaKIluy CPEIbI.
OO6pa3yronuiicst 0cagoK OTHUIBTPOBBIBAIIH.
Beixon 78%, T.aui. 290-292°C. 'H SIMP
criekTp, O, m.a.: 12.32 (1H, ym.c, OH); 7.62
(1H, n, J = 8.2, Heews); 7.53 (1H, n, J=7.7,
Heéens); 7.41 (1H, 1, J=8.0, Heens); 7.34 (1H,
Ta, J=7.3, J=1.2, H6eH3); 6.51 (IH, C, CHHPIpI/I-
win); 5.76 (2H, c, NH2). Haiineno, m/z:
245.0670 [M+H]". C11HsN4O3. Beruncieno,
m/z: 245.0669 [M+H]".

Meronvka  cuHTe3a  10-amMuHOOCH-
30[4.5lumunazol1,2-a|nupumuaun-2(10H)-
oHa 7. Croco6 A: 5 MMoJb KHCIOTHI 6 pac-
TBOpSTH B 5 ¢’ audeHunoBoro s¢upa u
IpU TIOCTOSSHHOM HarpeBaHUM U TepeMe-
IMBAaHUU TIpUOABIsUM 15 MMOJBL amerara
meau (II). PeaknmonHyro Maccy ocCTaBisuIH
KHUIETh B TeueHue 3 yacoB. OOpa3yromuics
0CaJIOK OT(UIBTPOBBIBAIIH, TIPOMBIBAIIU BO-
JIOM, a 3aTeM MepeKpPHUCTaI-TN30BbIBAIA U3
CMECH H3OIPOIUIOBBII CIIUPT — JUMETHII-
dbopmamug, 2:1. Crocob b: K 5 mmons 1ua-
MUHOMMHJIA301a |, TpeaBapuTeNbHO pac-
TBOPEHHOTO B 5 cM> MeTaHoJa ¢ J06aBle-
HUEM KaTaJTUTHYECKUX KOJIMYECTB YKCYCHOM
KHUCJIOTHI (2-3 Karin), pu MMOCTOSTHHOM Tie-
pEMEIIMBAaHUM W HArpeBaHUU B Tpeenax
40°C mo kamaM 100aBIsUIM 5 MMOJIB
srrnmnponuHoara 8. Ilocne, peaknMOHHYIO
Maccy BBIIEP)KMBAJIM IpU 3TOM Temmepa-
Type B Tederune 60 muHyT. OOpazyromuiics
0CaJIOK OTQUIBTPOBBIBAIM U MEPEKPUCTAII-
JU30BBIBAIA M3 CMECH H3OIMPOIHIOBBIN
ciupT — numetwidopmamun, 2:1. Beixon
49% (A) u 83% (B), T.m1. >300 °C. 'H IMP
criekTp, 0, M.1.: 8.66 (1H, n, J=7.5, CHuupu-
MI/IZ[); 791 (1H, A, J=8.0, H6eH3); 7.49 (IH, I,
J=17.9, Heems); 7.41 (1H, 1, J=7.6, Heens); 7.30
(1H, 1, J=7.5, Heéews); 6.15 (1H, 1, J=7.5,
CHnnpnMn;[); 5.77 (ZH, C, NHZ) Haﬁ,[[eHO,
m/z: 201.0771 [M+H]". C10HsN4O. Bpruwuc-
neno, m/z: 201.0771 [M+H]".

Jns mpoBenenus ananuza merogom TCX
ucrosb3oBangack noasmxkHas (aza (I1D) B
cocrtaBe xyopodopm-meranon (20:1), (10:1)

nnu metanoisl. KomnonenTsl [1® cmemmBa-
JHUCh HETOCPEJCTBEHHO TMEpel] aHAINU30M,
BpEMSsI HACBIIICHUSI KaMepbl cocTaBisio 10
MuHyT. [IpoGomnoaroroBka 3akitoyanach B
pactBoperuu 400 MKT aHAIM3UPYEMOT0 00-
pasua B 0.5 cM® mumermnpopmamuaa. Xpo-
MaTtorpagpupoBaHUE MPOBOJWIOCH Ha IUIA-
ctuHax juii TCX TLC Silica gel 60 Fas4
(Merck) nmuuoit 4 cMm. O6BemM TpoObr — 1
MKJI. Bpems ananuza 10 munyT. J{ns nposis-
JIeHUs] XpoMaTorpaduyecKux 30H MJIACTHHY
nomeniany B YO kamepy uiam oOpadarbl-
BaJIM Mapamu ona. Bece ncnonb3dyembie pe-
aKTHBBI UIMEIU CTENCHb YHCTOTHI HE MEHEee
«XY.

'"H SAIMP u NOESY cnekrpsl Obuin
3aperucTpUpoBaHbl ~ Ha  CIIEKTPOMETpE
BrukerDRX-500 (500.13 MI'm) 8 DMSO-Dg
C  BHYTpeHHUM  cTaHgaptom  TMS.
BOXX/MC  ananu3  mpoBoawicsS — Ha
npudope Agilent Technologies 1260 infinity
¢ wmacc-uerektopom Agilent 6230 TOF
LC/MS (BpeMSIIpONIETHBIN JIETEKTOpP Macc
BBICOKOTO Pa3pelIeHus), METOJ MOHU3AINH
— nBoiiHoe ’MekTpopacnbuieHue (dual-ESI).
3amuch W perucTpanys — CUTHAJIOB
MIPOBOIUIIACH B MIOJIOKUTENIbHOM
nossipHocTy; HeOynaitzep (N2) 20 psig, ras-
ocymumtens (N2) 6 cm’/mun, 325°C;
JIMana3oH OOHapY)KEHUSI MacC COCTaBISET
50-2000  HMansron. Hampsbkenue — Ha
kanusipe 4.0 kB, ¢parmenTtarope +191 B,
ckummepe +66 B, OctRF 750 B. YcnoBus
xpomarorpadupoBanusi: KosoHka Poroshell
120 EC-C18 (4.6 x 50 mm; 2.7 MKM).
I'paguieHTHOE  ANMIOMPOBAHHME:  AlETOHUT-
pui/Boga (0.1% MypaBbUHOW KHCIOTHI);
ckopocTh ToToka 0.4 cm/mun. ITporpam-
MHOE obecrieueHre it 00pabOTKH pe3yib-
TaTtoB uccienoBannii — MassHunter Work-
station/Data Acquisition V.06.00. Temnepa-
TYpHI IJIABJICHUS ONPE/CIICHBI Ha armapare
Stuart SMP30.

O0cy:k1eHne pe3yIbTaToB

YuurteiBas, 4TO MPOILECCHl C Y4YaCTHEM
nraMuH0a3010B U [IMAJl CUITbHO 3aBUCST
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Tab6muma 1. Comepxanne 1,2-auaMIHOOSH3UMHIIa30J1a B PEAKITMOHHON Macce
Table 1. The content of 1,2-diaminobenzimidazole in the reaction mass

PacTBopHTE Bpewms peakiuu, MUH

0 60 120

benson 100 80 63

1,4-JInokcan 100 50 35
XTOpHUCTHII METUIIEH 100 60 40.2
Xmopodhopm 100 70 54.5
OtaHon 100 37.6 0.57

MetaHon 100 14.6 0

MertaHnon/ykcycHas kuciorta (kat) 100 0.71 -
Meranoi/ykcycHas kucioTa (1:1) 100 42.1 32.8

OT MPUPOBI PACTBOPUTEIISI, HAMHU OBLITH U3Y-
YeHbI U TI0J00paHbl ONTUMAJIBHBIC YCIIOBHS
peakuuu Mexay 1,2-muaMuHOOEH3UMUIA30-
aom 1 u IMAJI 2. Ha ocHoBaHuM nuTepa-
TYpPHBIX JaHHBIX U PAaCTBOPUMOCTH HCXOJ-
HOTO JMaMWHA B Ka4eCTBE PACTBOPHUTEIICH
HaMu ObUTM BBIOpaHBl OEH30J, JMOKCaH,
XJ0pOGOpM, XJIOPUCTHIA METHIICH, METAHOJ
u staHon. OlleHKa COCTaBa PEaKIMOHHOU
Macchl ocyuiecTBisuiack npu nomonm TCX
u BOXX/MC ananusza. Wntepnperauus
CUTHAJIOB TIPOM3BEACHA HA OCHOBE IpeiBa-
PUTEIBHO PACCYUTAHHBIX MAacc, B BUJIE MO-
JEKyIApHBIX MOHOB ¢ [M+H]", Bcex BO3-
MOJKHBIX UCXOIHBIX, IPOMEKYTOUYHBIX U 00-
pasyromuxcs BemecTB. [Ipo6sr oTOupanucey
B 0, 60 u 120 munyT. Heobxoaumo Takxe oT-
MeTuTh, 4T0 JIMAJ] B yCIIOBHSX HaIlEro
skcniepuMenta BOXKXX/MC He mpoToHUpO-
BaJICSI U HE JIETEKTHPOBAJICS TPH JaHHOU
JMHE BOJHBI. [lomydeHHble pe3ynbTarhbl OT-
pakeHbl B TaOM. 1.

Kak BugHO 13 Tabmuim! 1, mpu ucmons3o-
BaHUM TAaKWUX PACTBOPUTENCH Kak OEH301,
JTMOKCaH, XJI0PO(OpM, XITOPUCTHIN METHIICH
MaKCHMaJIbHasi KOHBEPCUS HUCXOIHOTO -
MUHA I0OCJIE JABYXYaCOBOTO KHUIISTUYEHUS CO-
crasisieT 0kojo 37-45 %. [Ipu aToM B peak-
IIMOHHON Macce (PUKCUPYIOTCS CUTHAJBI 00-
Pa3yIOIMUXCs UHTEPMEIUATOB U MPOIYKTOB
WX BHYTPUMOJICKYIISIPHON [TUKITU3AIIHH.

WNnas kaptuHa HabOmomaeTcs TpH HC-
MOJIb30BaHWU METaHoJa U dTaHona. [lomHas
KoHBepcusa | mpoucxoauT 3a 2 yvaca. On-
HAaKO, B CJy4yae MNPUMEHEHHUS STUIOBOTO
criupTa, 00pa3oBaHUE IENIEBOTO MPOAYKTA
peakuuyd OBLJIO 3HAYUTENBHO HHUXKE, YTO

MOKHO OOBSCHHUTH MPOTEKAIOIIMM IPOLEC-
COM TepedTepuPuKaIMK CIOKHOIPUPHOTO
¢parmenTa u 0Opa3yromasics CMech 3TUIIO-
BBIX M METWJIOBBIX 3(DHPOB HE MOJ1aBaach
VHIVBUIY ATH3AIIH.

Panee Hamu ObLIO yCTaHOBJIEHO, YTO pe-
aKIUH TeTePOLMKIN3AIUI C yYacTHeM JTua-
MUHOMMH/Ia30J1a TPOTEKaloT ¢ Ooblei
CKOpPOCTBIO B NIPUCYTCTBUU KUCIIOTHOTO Ka-
tanu3a (ykcycHoW kuciotel) [18-19, 23].
Bsenenue ee B U3y4aeMslii POLIECC K IIOJ0-
OpaHHOMY, OINTHUMAJIbHOMY PACTBOPHUTEIIO
(MeTaHON) B pa3iM4YHBIX KOJIMYECTBAX, CY-
IIECTBEHHO M3MEHSIO KapTUHY B3aUMOJEH-
ctBus. Kak BumHO 13 Tabmuisl 1, mpu 1o6as-
JCHUM KaTaJIUTUYECKUX KOJIMYECTB YKCYC-
HOW KHCJIOTHI MTOJTHAsi KOHBEPCHS PeareHTOB
nocturaiach 3a 60 munytT. IIpu sTom, cie-
IyeT OTMETUTh, YTO, HECMOTPS Ha IMOJHYIO
KOHBEpPCHIO IUaMUHa yxe 4yepe3 60 MUHYT,
IIPOBEICHUE PEAKIUU B YHUCTOM YKCYCHOM
KHCIIOTE MPUBOJINIIO K 00pa30BaHKI0 MHOTO-
YHCJICHHBIX NMOOOYHBIX MPOJYKTOB C MOJIe-
KyJSIpHBIMH MacCaMH, OTIIMYHBIMU OT pac-
YEeTHBIX 3HAYCHUH NPEANoNaraeéMoro mpo-
nykra. VIHTerpupoBaHHbIE CKaHHUPOBaHHbBIC
XpOMaToOrpaMMbl TIOJIHOTO HOHHOTO TOKa
JUISL pEaKIIMOHHBIX Macc UCCIIETyeMOTO MPo-
1ecca, Ha mpuMepe 6eH30i1a, METaHoa, ITa-
HOJIa M METaHOJIa C KaTaJJUTHUYECKUM KOJIU-
YECTBOM YKCYCHOM KUCIJIOTBI, IPEICTABIEHBI
B Ta0nuie 2.
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Tabmuma 2. IIpuMephl MOTyYeHHBIX XPOMATOTPaMM.
Table 2. Examples of obtained chromatograms

t, I/IHTerI/II)OBaHHbIe CKaHUPOBAHHBIC XpOMATOrpaMMbI IMTOJIHOT'O HOHHOT'O TOKa
MHH
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Takum 00pa3oM, YCTAHOBJIEHO, YTO CHMAaJIbHBIA BBIXOJ IIEJIEBOTO MPOAYKTA JO-
HauOoJee IIAJKO PEAKIUS MEXIy AUMETH- CTHTaloTCs MOCIE YaCOBOTO KUTISTYSHUS pea-
naneTuieHaukapookcumatom 2 u 1,2-1ua-  TEHTOB.

MUHOOEH3UMHUA30JI0M | TTPOTEKaET MPH UC- [Ipunumas BO BHUMAaHHE
MOJIb30BAHUH B KQUE€CTBE PACTBOPUTENIS ME-  TOJUHYKICOPUIBHBIA XapaKTep MCXOIHOTO
TaHOJIA C T0OABIICHUEM KaTaIUTHUECKHX KO-  1,2-mrMaMuHOOeH3uMHKa30a 1, Ha cxeme |
JUYECTB YKCYCHOM KUCIIOTHL. [Ipy 5TOM IOJI-  OTpak€HBI CTPYKTYpbl BCEX BO3MOXKHBIX
Hasi KOHBEPCHSI UCXOAHOIO JMAaMUHA U MaK- TOJYNPOAYKTOB €ro B3aUMOJEUCTBHUS C

JIMAJI 2. Tak, Ha T1epBOM OJTare,
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Puc. 1. Kimrouessie B3aumozeiictus B ciektpax NOESY coeaunenns 5.
Fig. 1. Key interactions in the NOESY spectra of the compound 5

IPUCOEANHEHNE | 1O TPOMHOM CBsI3U K 2 3a
cuer NH-dparmenrta nukina u NH2 rpynm,
MOXET MPUBOJUTH K COOTBETCTBYIOLIUM
uarepmennaram 3, 3-A u 3-B. OOpa-
3yrouecss  augykKTel  Muxasns  MOryT
MOJBEPraThCsi BHYTPUMOJCKYISPHON K-
JIA3alUN, 3a CYeT «OmmKkamen» Wi
«JTaJIbHE» KapOOKCUIILHOM TPy TIIBI, C 00pa-
30BaHUEM COOTBETCTBYIOIIHUX IPOSYKTOB.
Jlis  mpocTOTHI BOCHPUATHS, HA CXEMe
yKa3aHbl HaumOoiee BEepOATHbIE HMH[IA-
30MUPUMUINH 5 U UMHIA30MMHA30-JIMH 4.
B AMP'H chekTpe NpeamnonaraeMoro
METHI 10-amun0-2-0kc0-2,10-guruapo-
oen3o[4,5 lumunazo[ 1,2-a|mupumuann-4-
KapOokcuiara 5, B OTJIMYHUUA OT MCXOIHOTO
JMaMuHa 1, OTCYTCTBYIOT XapaKTe€pHBIE CUT-
HaJIbl POTOHOB aMUHOTPYIIBI TUAPA3HHO-
BOro ¢parmeHTta, a (pUKCUpyeTCs CHTrHal
OPOTOHA MUPUMHAWHOBOIO ILHKJIA MPHU
0=6.57 wm.n. JIOTIONHUTENBHBIM TOATBEP-
KJACHUEM 3TOTO MPEANONIOKEHHUs, SIBIsSETCS
COXpaHEHUE CHUTHAJIOB aAMUHOTPYIIIbI THJ-
paszuHoBoro ¢gparmenrta. KiroueBbM KpuTte-
pUeM Ipu BBIOOPE CTPYKTYPHI HOTYYEHHBIX
(Mexny 4 u 5) coenuHEHUI SABISIETCS MpU-
cyTcTBHE Kpocc-ukoB B crnektpe NOESY

MEXAy TPOTOHAMU METHIBHOW TpPYyHIIbI
CIOXHOY(PUPHOTO (parMeHTa U MPOTOHOM
OCH30JIPHOTO KOJIbIIA B IIECTOM IOJIOKEHUU
M300paXKEHHOTO Ha PHUCYHKE 1, peamu3arms
KOTOPBIX HEBO3MOXKHO B CIIy4ae UMHUIA30U-
munazonuHa 4. Takum 0O6pa3oM MOXKHO 3a-
KIIFOYHTh, YTO B XOJI€ B3aMMOACHCTBUS 1A~
muHoumuazaoB 1 u JIMAJl ogHO3HAYHO
oOpasyercs MeTHIOBBIN 3up 10-amuno-2-
okco-2,10-gurunpobenso[4,5 Jumunazo[ 1,2-
a]mupuMuanH-4-KapOOHOBON KUCIIOTHI 5.

B kadyecTBe AOMONHHUTENBHOTO criocoba
JOKa3aTeNbCTBA CTPYKTYphl 00Opasyrolie-
rocs  10-amuHO-2-0KCO-2,10-mUrHapOOEH-
30[4,5]umunaszol 1,2-alnupumunns-4-kap-
Ookcwiiata 5 HaMu OblIa OCYIIECTBIICH PsIJT
MOCJIEIOBATEIBHBIX XUMHYECKUX MPOIeC-
coB (cxema 2). Tak, B Xo/ie IIIEJIOYHOTO TH/I-
ponu3a ¢ MOCIEAYIOIMHUM JIeKapOOKCUITHPO-
BaHHEM (ITyTh A) 00pa30BBIBAINCH COOTBET-
CTBEHHO KapOoHoBas kuciora 6 u 10-amu-
HOOeH30[4,5 Jumuaazo[ 1,2-a |nupuMuans-
2(10H)-on 7. CTOUT OTMETHUTh, YTO ONTH-
MaJIbHBIMH YCJIOBHSIMHU IIIEJIOYHOTO THAPO-
nu3a SBISIIOCH KuTisideHue 3¢dupa 5 B Mera-
HOJIE C MCIIOJBL30BaHUEM 2,5 M30BITKA TH-
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NH, 1) KOH in CH;0H,
reflux

2) HCl (I\{i]}

(Ac0)2Cu

N
: NH, |
NH. : O: 2!
N CH,OH N% |
Ph,0 @ N>\N AcOH (kat) 1
\_° o |

Cxema 2

Puc. 2. Xpomarorpadudeckue npoduinm peakiimoHHoi Maccel (PM) nponiecca runponnsa me-
THJIOBOTO (Hpa MMHUIa30TUPUMUANHKAPOOHOBOW KHIIOCTHI 5.
Cootromenue 5 ¢ KOH: 1:1 (a); 1:2.5 (6); 1:3 (¢).
Fig. 2. Chromatographic profiles of the reaction mass of the hydrolysis process of imidazopy-
rimidine carboxylic acid methyl ester 5. Ratio 5 with KOH: 1:1 (a); 1:2.5 (b); 1:3 (c).

pOKCHJA Kajusl, @ YMEHBIIICHUE WU YBEJIU-
YeHHE 3TOr0 KOJUYECTBA CIIOCOOCTBOBAJIO
00pa30BaHMIO TPYIHO Pa3IeIUMBIX CMecei
(xouTpOIb 0 TCX, pucyHOK 2).

st coenuuenust 7 ObUI TIPOBEACH €ro
BCTPEUHBI CUHTE3 — B3auMoneiicteue 1,2-
nuaMuHOOeH3uMHuAa3ona 1 ¢ atunmponap-
runarom 8 (myte B). Kak m B cimydae c
JIMA]JI, onTUMalbHBIM YCIIOBUEM OKa3a-
JIOCh KUIISTYEHUE CMECH PEAarcHTOB B MeETa-
HOJIE ¢ MO00OABJICHHEM Maphl Kamellb yKCycC-
HOM KHCJIOTHI B TeueHre 60 MUHYT IIpHU MO-
CTOSSHHOM  [E€pPEMELIMBAHUU  PEareHTOB.
CtpoeHue BBIJIETICHHBIX COCUHEHUN 6 U 7
JIOKa3aHO IIPU MOMOIIHU SIMP'H CIIEKTPO-
ckoniu, NOESY u Macc-cnekTpoMeTpuu.

3aKiIoueHue

Takum oOpa3om, OBLT TTPEIIIOKEH HOBBIN
CUHTCTHUYECKHUIA TMOIXOJ AJIsl YIOOHOTO Io-
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