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Pa3paboTan METO OKHCIUTEILHOTO Sy TKUJIKapOaMOWIIaMHUHUPOBaHNUs 3-HuTponupuauHa B 6e3soaHoM JIMCO. Ilpu ucnosabp30BaHUN
aHMOHOB aNKWiI- ¥ 1,]-IMajJKWIMOYEBHH B KadyeCcTBe HYKJICO(QHIOB BIEpBBbIE ISl 3-HUTPONUPHUINHA HAONIOAANIOCH HEOOBIYHOE
obpazoBanue cmecu 1-amkuin(1,1-anankun)-3-(5-HUTPONUPHUINH-2-MIT)MOUYEBHH  UX HUTPO30aHAJIOTOB. B mpucyTcTBHM HUTpOOCH301a
00pa3yroTcs TONBKO HUTPONIPOAYKTHL. [lomydena Takxe cepusi N-OKCHIOB Ha OCHOBE CHHTE3HUPOBAHHBIX COCTUHEHHIM.

KioueBble c10Ba: MOUYCBHHEI, 3-HUTPOIHPHINH, Sy anKHIKap6aMOMIaMHHIPOBAHIE, METOAONOTHS Sy

OpHuM M3 Ba)XHEHIINX HANpaBJIEHHH Pa3BUTHS COBpe-
MEHHOI OpraHMYECKOM XUMHUH SBIAETCS HUCCIEIOBaHHE
BO3MOXKHOCTH IIpsiMON (yHKIHoHanu3zanuu cesizeit C—H
apOMaTUYECKUX COCIIMHEHUI, B YACTHOCTHU C IIPUMEHEHUEM
peaknuii HykJIeo(HILHOTO 3aMEIleHNsI BOJIOPO/a, HCKIIO-
YaOIUX CTaJUI0 IPEJBApPUTEIBHOTO BBEACHUS XOPOIIO
yxoxsamux rpynn.' B 1OTHOH Mepe COOTBETCTBYS NPHH-
LIMTIAM 3€JIEHON XMMHHM,” MeTONoorus Sy’ HaXOIUT TpH-
MEHEHHE B TIPOMBIILIEHHOCTH U MOXKET CIIYXKHTh JOCTOM-
HOH aJbTEpHATUBOM PEAKLUSAM KPOCC-COUETaHMs, KaTalu-
3UpYEMbIM IIEPEXOHBIMU METAJNIaMU.

Bricokas snexkTpoduibHOCTE 3-HUTpONMUpUANHA, 00Y-
CIIOBJICHHAsl ~KOONEPAaTUBHBEIM 3(dexkToM  3IIeKTpOHO-
AKLIENITOPHBIX TPYII, ONPENESeT JETKOCTh €ro B3auMO-
JEHCTBHUS ¢ Pa3sHOOOPAa3HBIMH HYKJICO(PUIHHBIMU areHTaMH.
B wacTHOCTH, 3-HUTPONHUPHUIMH CIIOCOOEH BCTYIATh B
peakuuy OKUCIMTEIbHOIO AMMHHUPOBAHMS KaK B CHCTEME
xuakuid NH; — KMnO4,4 TaK W JEUCTBHEM BOJHOTO
pactBopa ammMuaka B npucyrctsun KMnO, unu B cucreme
Z[MCO—KMnOA;.5 Ilpu neiictBuM W30BITKA AlKHUJI- HIIH
OUATKWIAMHUHOB B TIPUCYTCTBUM OKHCIWTENeH 3-HHUTpO-
MIUPHUIIMH CHOCOOEH BCTYNATh B PEAKIMH OKHCIUTEIHLHOTO
Sn" ankmnamuanposanns.’ TTogpo6HO H3YYeHO OKHCIIH-
TenbHOE S\ ApUIAMMHMpOBAaHHME, TNPOTEKAIONEE MPH
00paboTke 3-HUTPONHMPHUINHA aHHOHAMU 2-, 3- U 4-aMUHO-
IIMPHIMHA B IPUCYTCTBUH HUTPOOEH30/1a KAK OKHCITHTENIs.
ITomrMO 3TOTO, OTMEYEHO, YTO 3-HUTPOIMPHUANHBI CKIOHHBI
BCTyIIaTh B PEAKIHH BHKAPHO3HOTO HYKICO(PIIEHOTO
AMHMHHPOBAHHS C THAPOKCHIAMUHOM, ™ 4-amuuo-1,2,4-Tpu-

© 2017 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

asonom,™ O-MeTmarHapOKCcHIaMHHOM,™ a TaKKe CybdeH-
amumamu.®

B ommmune OT mponeccoB Sy aMMHHPOBAHHS A3HHOB,
peakiuy BBEJCHUs] MOUSBHHHON (DYHKIMH, IIPOTEKAOIINE
10 MeXaHu3My Sy, OCTAIOTCS BEChMA PEIKAMH M OIPaHH-
YMBAIOTCSH, T10-BHNMOMY, JIMIIb HECKOJIHKUME paGoTamm.’
MoueBUHBI IOBOJIBHO UHEPTHBI B Ka4eCTBE HYKJICO(UIOB:
KaKk MpaBWIO, OHH TpPeOYIOT BBICOKMX TeMIIeparyp,
KHCJIOTHBIX WJIM OCHOBHBIX YCJIOBHH WJIM METaJUIOKaTalIn3a
JUISl IPOTEKaHUsI peakuid HYKICO(QHUIBHOTO 3aMEIeHHUs C
ux yuactuem.'® Bmecte ¢ TeM B kauectBe N-HyKi1eodumoB
MOYEBHHBI HW37aBHA NPUMEHSUINCh B CHHTE3€ TIETepo-
mukios.! B HacTosmel paboTe OGCYXKIEHBI AcCIEKTHI
no7106H0# Sy" DyHKIHOHANM3AMK HA TIPUMEpE 3-HHTPO-
MUPHIUHA.

Hamu 6bu10 06HapyskeHO, 4TO npu 00padoTke 3-HUTPO-
mupuanHa (1) aHMOHAMM AJKMJIMOYEBHH pPEAaKIHs IIpo-
TeKaeT HETPUBUAILHO. Tak, NPOJYKT, IOJIydEHHBII B3auMO-
jeiictBueM cybctpara 1 ¢ aHHOHOM mpem-OyTHII-
MoueBuHbI B Oe3BogHoM JIMCO mpu KOMHAaTHOH Temrie-
parype mocie Xpomarorpapuyeckoil OYHCTKH, COAEpIKal
JIBA COEIMHEHUS C OJIM3KUMH CTPYKTYpaMH B COOTHO-
mennn 70:30 (namEbie cmektpa SIMP 'H, puc. 1). Ilo
naHHBIM crekTpockormnu IMP 'H u Macc-criekTpomeTpun
BBICOKOTO Pa3pelIeHus] OTH BEIIECTBa PECTABISIOT CO00i
1-mpem-0yTrn-3-(5-HUTPOIMPUANH-2-IUT)MOYEBUHY (2a) W
1-mpem-6yTni-3-(5-HuTpo30onMpUIH-2-I)Mo4YeBUHYy (3a)
¢ mpeo0nagaHueM HUTpocoeauHeHus 2a (cxema 1, Tabm. 1,
omsIT 1).
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Pucynox 1. Criexrp SIMP 'H cmecu npoykToB peaxiuu 2a 1 3a B IMCO-dj.
AHUOHBI APYTUX ankui- u 1,1-IUamKuIMOuYeBUH, TaKHe Cxema 1
KakK (1,1-IMMeTHIMeHTI)MOUEBHHA, 1,1-}11/1MevT1/u1MoquI/IHa, a N NO, R'RZNC(O)NH,, NaH
TakKe aMHUIbl THPPONUINH-1-KapOOHOBOW, NHIICPUAHH- | »
1 6 o o = DMSO, rt, 2 h
-KapOOHOBOH U MOpPoIHH-4-KapOOHOBOH KHCIOT TaKKe N
pearupyroT C 3-HUTPONUPHUIUHOM B TEX XKe YCIOBHIX 1
(meton I) ¢ 06pa30BaHI/IeM, KaK MpaBHIJIO, CMECH COOTBET- o N NO, o N NO
CTBYIOIINX HUTPOCOCIMHEHUH 2 U HUTPO30COSANHCHHUH 3 B R J\ | P + Rl )j\ | _
Pa3HBIX COOTHOLIEHUSX, HO C mpeoliajgaHueM HUTPOMPO- I}l H N l}l ” N
nykToB 2 (cxeMma 1, Tabx. 1, omeithl 6, 8, 10, 12). OnHako B R? 2 R? 3
peaxmmu cyoctpara 1 ¢ aHHOHOM TPONMIMOYECBHHBI TIOTY- a9 a9
YEHO TOJILKO HUTpocoeanHeHue 2c¢ (Tadiu. 1, ombiT 5), a B Ta6muma 1. TipoayxTs! peakun Sy amcan(mancan)-
peakuuyd ¢ aHuoHOM 1,l-AMMETUINEHTUIMOYEBUHBI TIpe- KapGaMOMTAMUHIPOBAHHS 3-HUTpormpHnHa (1)*
o0namaromuM OKazajcs HUTpo3ompoxykt 3b (tabm. 1,
orreIT 3). [TOmBITKH pa3nenuTs cMecH JPYTUX COSAMHEHUH 2 1 OmbIT R! R> Meror** Hpoxyxrer ey BoIXOZ, %
3 ¢ noMoIIEI0 XpoMaTorpadum, HCIONb3Ys Pa3HbIE PACTBO- (cooTromerHE)
pUTENIM U HX CMECH, OKa3ajuCh O€3yCHENIHBIMU BCIEH- 1 t-Bu H 1 2a + 3a (70:30) ~32
CTBHE MX OMHAKOBOH XpoMaTorpaduueckoil OABIKHOCTH. 2 -Bu H I 2a 73
sl BBISBJICHUS Tajgell MEXaHU3M BaHUs
Jna BhiaBne Aeraefi MexaHusMa obpasoa 3 n-BuMeC H I 2b + 3b (32:68) ~39
coeMHEHUH 2 M 3 MBI BBIOJHUIA CEPUIO IKCIIEPHUMEHTOB
Ha TpuMepe peakiwn 3-HuTpormpuanHa (1) ¢ mpem-GyTu- 4  nBuMelC H 1 2b Sl
MoueBnHO. Tak, mpoBemeHme mporecca B atMocdepe 5 n-Pr H I 2¢ 35
aproHa MpHBENIO K TOMY )K€ Pe3yJabTaTy: COSTUHEHHS 2a U 6 Me Me 1 2d +3d (77:23) ~26
3a oOpasyroTcs B TOM e  COOTHOLICHHH 70:30. Oto 7 Me Me I 2d 51
03HAYaAeT, 4TO aTMOC(EpPHBIH KHUCIOPOJ HE y4acTBYeT B
H 8 I 2e +3e (58:42) ~44
OKUCJIEHHH G -aJiIyKTa 4 Ha CTaJuy apoMaTHU3alud TPU CN_
00pa3oBaHUN HUTPOCOEAMHEHMH (cxema 2). CenoBaTemhb- 9 I 2e 57
HO, POJIb OKUCJUTENSl BBINOJHAET caM 3-HUTPONHUPHUAMH. 10 I 2f + 3£ (93:7) ~23
IToaToMy cyMMapHble BBIXOABl COEAMHEHMH 2 u 3, 11 < : I 2 29
paccuMTaHHBIE HAa OCHOBE HCXOJHOTO 3-HUTPOMHUPHUINHA, 12 I 2g + 3g (85:15) 25
SBIISIFOTCSL HU3KMMU (23-39%). 3Has Maccy cMecH coeju- o N—
13 S 1 2g 40

HeHuit 2a u 3a nocie XxpoMaTorpaduueckoi OYUCTKH U UX
COOTHOIIEHHE TI0 JaHHbIM criektpa SIMP 'H (ta6n. 1, onsit 1),
MBI PaCCYUTAIM NPHOIM3UTENBHBIE BBIXOJIBI 3THUX COEIH-
HeHui. OHU cocTaBiAOT 22% Al HATPOCOEAUHEHUS 2a U
10% my1st HUTPO30TPOIyKTa 3a.

Cxema 2

®

N
1

R'R2NC(O)NH-

* Bo BceX JKCIEPHMEHTaX HCIOIb30BAJIOCh 2 3KB. COOTBETCTBYIOLIEH
MoueBHHBI U 2 3kB. NaH.

** Merox I: NaH, IMCO, koMHaTHas Temreparypa, 2 4; merox 1I: NaH,
JAMCO, 10 sxB. HuTpoOeH3ona, 65-70 °C, 1 u.

**%* [To maHHBIM crieKTpockonuu SIMP 'H.
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B coorBercTBUUM ¢ MeTOI0M I, cuHTE3 coenuHenuii 2 u 3
MIPOBOAWIN IyTeM J00aBIeHUs 1 9KB. 3-HUTpONMpPUANHA K
MIPEABAPUTEIHHO NIPUTOTOBICHHOMY PacTBOPY 2 3KB. COOT-
BETCTBYIOIIETO0 aHMOHA MOueBUHBI B Oe3BogHOM JIMCO.
UroObl CcBeCTH K MHHHUMYMY pacXoJOBaHHE 3-HUTPO-
TIMPHUIMHA B KAYECTBE OKHCIMTENS VIS G -aTyKTa 4, MBI
IIPOBEJIM CHEIMATbHBIM 3KCIIEPUMEHT, B XOAE KOTOPOro
pas0aBieHHbIN pacTBop 1 3kB. 3-HUTpOnMpuauHa B JIMCO
N00aBIUIN OYeHb HEOOJIBIINMH TTOPIUAME (MUKPOKATUIIMH)
B TEYEHHE 2 Y B INPEIBAPUTEILHO IPUTOTOBICHHBIN
pactBop 2 3kB. mpem-0ytunmoueBuHsl B JIMCO mnpu
SHEPIrUYHOM IIepeMeInnBaHum. lIpeamonaranocs, 4To B
3TOM CIIydae HUTPO3OHPOIYKT 3a MOXKET CTaTh OCHOBHBIM
IPOAYKTOM 3TOM peakiuu. Kak BBIICHMIOCH, U B 3TOM
ciydae oOpasyercs cMech COeAMHCEHHMH 2a u 3a, HO WX
COOTHOIIICHHE W3MEHWIOCh Ha oOparHoe 2a:3a = 30:70.
Takum 00pazoM, HHTPO30COEAMHEHHE 3a NEHCTBHUTEIBHO
CTaJO OCHOBHBIM NPOAYKTOM 3TOW MOIM(UKALMU yIIOMS-
HYTOH BBIIC peaknuu. MHOrOKpaTHas HEepeKpUCTAIIIH-
3aIys MOJy9IEeHHOH cMecH u3 OSH30J1a TIO3BOJIMIIA BBIIETINTh
1-mpem-0yTiin-3-(5-HUTPO30NUPHANH-2-11)Mo4YeBUHY  (3a)
B WHIUBHIYaJILHOM COCTOSIHUM M TIOJHOCTBIO €€ OXapaKTe-
PpH30BaTh.

C npyroil CTOPOHBI, IPU UCIOIB30BaHUU 2.2-KPATHOTO
MOJIBHOTO M30BITKa 3-HUTPONHMPHINHA B TOW K€ peakiuu
1-mpem-0yTnn-3-(5-HUTpONUpPUANH-2-MI)MO4YeBrHa  (2a)
OKa3aJach €IMHCTBECHHBIM NPOIYKTOM peakimu. IIpasna, B
9TOM ciIydae peaklUs COIMPOBOXKAACTCA CHIIBHBIM OCMOJe-
HHEM, a BBIXOJ COCOUWHEHHS 2a cocTaBui jumb 7/%. Ha
Haml B3IUSLL, OCMOJIEHHME B 3TOM M JPYTHX CIIydasx
BBI3BAHO OOpa30BaHMEM HEM3BECTHBIX NPOIYKTOB BOCCTa-
HOBJICHUS MOJIEKYT 3-HUTponMpHIuHA. VHTepecHO, uTO
ncnonb3oBanne K;Fe(CN)g B kauecTBe BHEIIHETO OKUCIIH-
TeJisl B 9TOM peakiMu 0Ka3ajJoch HEI(PPEKTUBHBIM, TaK KaK
BBIXOJIBI 1 COOTHOIICHHE MPOAYKTOB 2a U 3a MPAaKTUIECKH
HE M3MEHWJINCh. bosiee ycremHbIM 0Ka3alloch HMCIIOIB30-
BaHME HUTPOOEH30I1a B KAYECTBE MSATKOTO OKHCIHUTENS TPH
65-70 °C (meron II, Ttabn. 1). Ilpm wucnonp30BaHUU
10-kpaTHOTO MOJILHOTO HM30BITKAa HHUTPOOEH30JIa COOTBET-
CTBYIOIIIE HUTPOCOCTUHEHUS 2a,b,d—g ObUIM BBIICIICHEI B
Ka4yecTBE €JUHCTBEHHBIX IPOIYKTOB PEAKIMU C BBIXOIAMHU
29-73% (cxema 3, taba. 1, onwitet 2,4, 7,9, 11, 13).

Cxema 3
R'R2N NH,, NaH NO
NO, C(O)NHy, Na o X 2
| X PhNO, -t L |
P2 DMSO, 65-70°C, 1 h SN N7 N
N g2 H
1 2a,b,d-g

Obpa3oBaHue HUTPO30COCTMHEHUH W3 HHUTPOAPEHOB B
xome Sy mpomecca xopomo wu3ectHo.'¢ Hampumep,
AQHHOHEBI, MTOJYYCHHBIC U3 MEPBHYHBIX apUIIAMUHOB, pearu-
PYIOT C 3aMeNIeHHBIMUA HUTPOOEH30JaMu ¢ 00pa3oBaHUEM
GH-a}I}IyKTOB, KOTOPBIC B CWJILHOOCHOBHBIX YCIOBHUAX
PEaKIMK TO/IBEPTaIOTCs PEBPAILEHHUIO B N-apHil-2-HUTPO30-
ElHI/IJ'II/IHBI.12 HHTepeCHO, 4TO B OTHUX pCaKIUuAX OBLIO
3aUKCUPOBaHO OOpa3oBaHWE KaK opmo-, TaK WU napa-
o'-a/IyKTOB, HO BBIENEHBI OBUTH TOJNBKO OPMO-H30MEpHI
HUTPO30AHWIMHOB. B cllydae napa-W30MepHBIX G -aTyKTOB

NPOHUCXOJWIO HMX OKHCJICHHE C 00pa3oBaHHMEM COOTBET-
CTBYIOIINX 4-HUTPOJUAPHUIAMHIHOB.

BeposTHpIii MexaHH3M 00pa30BaHUS HHUTPO30COESAN-
HEHUH HEe MpPEeAINoaraeT y4acTusl BHEIIHEr0 OKUCIUTENS U
ABIIAETCA €llle OJHMM TTyTeM apOMATH3AIlMH G -aTyKTOB.
Peakuns mpoTekaeT Kak BHYTPHMOJIEKYJISAPHBIH OKHCIH-
TENbHO-BOCCTAaHOBUTENBHBIH Tpouecc. IIpeanonaraeMsrii
MyTh 00pa30BaHMSI HHUTPO30COECAMHEHHH 3 MOXeET ObITh
TIPE/ICTaBIICH CXeMO 4.

Cxema 4 (P_
R'RZNC(O)NH- o AN
1 M
R! P
N7 NN
rz HH
4
OH
1 NO
No o) X
0 A e |
— | —> R! )j\ P
RL J\ = —HO™ N~ "N” °N
NTONTON g2 H
R2 H 3a—g

TaxuM 06pa3oM, apoMaTH3alus G -aJIyKToB 4 peaiu-
3yeTcsi cpasy MO JABYM HAIpaBlIECHUSM, MPUBOMAAIIUM K
NPOAYKTaM JABYX KOHKYPEHTHBIX peakUuid, KOTOpbIE
MPOTEKAIOT C COMOCTABUMBIMHU CKOpOCTSIMHU. Hackombko
HaM U3BECTHO, BHYTPUMOJIEKYJISIPHOE AUCTIPOTIOPIIMOHUPO-
BaHUE GH—a,I[,I[YKTOB ¢ N-mykneopwramMu mis 3-HHTPO-
NUPUIMHA OCTABAJIOCh HEU3BECTHBIM.

OraHunTenbHOM 0coGeHHOCThIO crekTpoB SMP 'H,
samucaHHbix B JIMCO-ds, OONBIIMHCTBA  HHUTPO30-
MPOU3BOJHBIX 3 SIBJISETCS YILIUPEHHE CUTHAJIOB IPOTOHOB B
MOJOXKEHUAX 4 M 6 MNUPHUAMHOBOTO IMKIJIA, KOTOPBIE
MPOSIBIISIIOTCS B BHJE YUIUPEHHOTO ayOJieTa W CHHTJIETa
COOTBETCTBEHHO (puc. 1). Mexay TeM, B CIIEKTpax HUTPO-
MPOU3BOJHBIX 2 3TO YETKHE MYJBTHUIUIETH C XapaKTEpPHOU
KOHCTAHTON CIIMH-CIIMHOBOTO B3amMmozeiictsus J = 2.2—
2.8 T'u. Ha Ham B3rJsig, 3TO CBHUIETENBCTBYET O CYIIe-
CTBOBaHUM B PacTBOPE HHUTPO30COEAMHEHUN 3a—g MpOTO-
TPOIIHOW TayTOMEPHH, NpPUYEM, BO3MOXKHO, Cpa3y ABYX
TUIIOB: aMHMHO-UMHUHHOI (i) M HHMTPO30aMHH-a3aXHHOH-
OKCHMHOMW (ii, cxeMa 5), KOTOpbIe ONHCAaHBI LIS aHAJO-
THYHBIX CTYYaeB y JPYTHX TeTepOHKINYecKHX cueteM.

Cxema 5
KTNO NO NOH
i _ ji /

1 I ’}l O \ N/ [e) 9
R )% H /

l}l (0) >—NH N

R? RN N

o \R2
3a—g

CTpyKTypHl KIIFOYEBBIX NMPOAYKTOB 2a W 3a ObUIH TOA-
TBEPKJCHBI PEHTTCHOCTPYKTYPHBIM aHalN30M (puc. 2 u 3).
B kpucramne coennHeHus 2a — Be HE3aBHUCHMBIE MoOJie-
KyJbl B aCHMMETPHYIHON YacTH S4EiKU, HE3HAUUTEIHHO pa3-
JIUYaronecst KoHGopManuen mpem-0yTHIbHON TPYTIIBL.

Jlanee Mbl MOMBITAIMCh INPEBPATUTh HEPA3JCICHHYIO
CMeCh HHWTPO- M HUTPO30COCIAMHEHUH 2a W 3a B HHUTPO-
COCIMHCHHUE 2a C KCIOJBh30BAHUEM M-XJIOPHEPOCH30MHOM

1209



Chem. Heterocycl. Compd. 2017, 53(11), 1207-1213 [ Xumus cemepoyuxn. coeounenuii 2017, 53(11), 1207-1213]

Pucynok 2. MonekynspHas CTpyKTypa COCOUHEHHS 2a B Ipel-
CTaBJICHUH aTOMOB 3JUIMIICOMIAMU TEIUIOBBIX Kosebanuii ¢ 50%
BEPOSTHOCTHIO.

Pucynok 3. MonekynsipHas CTpyKTypa COSIWHEHUS 3a B mpel-
CTaBIEHUH aTOMOB 3JUIMIICOMIAMU TEIUIOBBIX Kosebauuii ¢ 50%
BEPOSTHOCTBIO.

Pucynok 4. MonekynspHas CTpyKTypa COCIMHEHHUS 5a B mpel-
CTaBJICHMU aTOMOB DJUIMIICOWIAMH TEIUIOBBIX Kosebanuit ¢ 50%
BEPOSATHOCTBIO.

KHCJIOTHI B KAYECTBE OKUCIIUTEJIS JJIs1 HUTPO30KOMITOHEHTA
3a. Peakmuro NpoBOAMIM NTPH KUIITYCHUN CMECH C OKHCIIH-
TeleM B pacTBope auxjopMmeraHa. OnHaKo Jaxe MpH
UCTIONIb30BAaHUN SKBUMOJISIPHOTO KOJIMYECTBA OKHCIIUTENS
10 OTHOUICHUIO K HUTPO3OMPOAYKTY 3a (JaHHBIE CIIEKTPO-
ckormu SIMP 'H) Gbuta mosmyueHa cMech HMTPOCOEIH-
HeHust 2a u ero N-okcuja S5a. CnenoBaTelnbHO, CKOPOCTH
OKHUCIICHHs ANl HUTPO3OTPYNIBl U A NUPUIUHOBOIO
aToMa a30Ta HHUTPOCOSAMHEHHWs 2a cOomocTaBUMEBL llpn
UCIIONIb30BAaHUM  M30BITKA OKHCIHTEINS  €JUHCTBEHHBIM
TIPO/TYKTOM 3TOH peakumu ctana 1-mpem-Oytuin-3-(5-HuTpo-
1-okcuponupuanH-2-un)ModeBuHa (5a) (cxema 6, puc. 4).
[Ipon3BonEHO BEIOpaHHBIE CMECH COeAMHEHWH 2 u 3, a
TaKKe MHIUBUAYalbHOE HUTPOCOEIUHEHUE 2C PEarupyroT

Cxema 6 NO
2
m-CPBA o | N
(2+3)abd, 2c ———> +
CH,Cl,,A R H N
54-67% o
5a—d

a R =tBuNH, b R = n-BuMe,CNH, ¢ R = n-PrNH, d R = Me,NH

AQHAJOTMYHO ¢ 00pa3oBaHMEM  COOTBETCTBYIOLIMX
N-oxcunoB Sb—d (cxema 6). O4eBHIHO, UTO caMa BO3MOXK-
HOCTBH 00pa3oBanus N-okcunoB Sa—d o0ycioBieHa qOHOP-
HBIM 3] dexToM 3amecTuTeNeil B MONOKEHUU 2 MUPUAN-
HOBOTO IHUKJIA, IOCKOJIBKY caM 3-HUTPONMHPHANH B TEX K€
YCIIOBHSAX HE U3MEHSIETCS.

Takum 00pa3oM, TIPUMECHECHHE aHUOHOB AKWiI- u 1,1-mu-
ANKIJIMOYCBHH B KadeCTBE HYKICO(WIBHBIX areHTOB B
peaxknuu ¢ 3-HATPOMMPUANHOM MPHBOAUT K 00pa30BaHHIO
cvecu  l-anxwmn(l,1-auanxun)-3-(5-HUTpONUPUAUH-2-1IT)-
MOYEBHH M MX HUTpO30aHajoroB. [IpoBeseHue mpouecca B
MPUCYTCTBUH HHUTPOOEH30JIAa TMPHUBOAUT K 0Opa30BaHUIO
COOTBETCTBYIOIINX HUTPOCOCIWHEHWH B KadeCTBE CIUH-
CTBEHHBIX MPOIYKTOB PEAKIMU C YMEPEHHBIMH BBIXOJaMH.
[Tomumo 3TOTO, BIEPBBIE CUHTE3UPOBAH Psii N-OKCUIOB Ha
ocHoBe |-anxwmn(1,1-arankwmn)-3-(5-HATPOTUPUINH-2-HIT)-
MOYCBHH.

JKcIepUMMEeHTaIbHAs YaCcTh

UK cnekTpbl 3aperucTprpoBaHbl Ha npudope Shimadzu
IRTracer-100 B ToukoMm cioe. Crextpsr SIMP 'H n Bc
3ammcanbl Ha mpubope Bruker Avance HD 400 (400 u
100 MI'm cOOTBETCTBEHHO); B KauyeCTBE BHYTPEHHETO
CTaHAapTa HKCIOJIb30BaHbl OCTaTo4Hble curHaiel JIMCO
(2.50 m. n. mus smep 'H, 40.45 m. g, ms sgep SC)'Y m
SiMes mpu ucnomszoBanmu CDCl; B kadecTBe pacTBO-
putensi. Macc-cekTpbl 3kanucaHbl Ha mpubope Bruker
UHR-TOF Maxis™ Impact (MoHH3aLusl 3JIEKTPOPACIIBI-
neHueM). TemmepaTypsl IUIaBICHHS ONpENEJICHB Ha
npubope REACH Devices RD-MP. Konrtpons 3a xomom
peakiuii U 4YMCTOTOM MOJY4YEHHBIX COEIMHEHHH ocylle-
crBiieH MmeronomM TCX Ha miractuHax Silufol UV-254.
W eHTHYHOCTh BEIECTB, IOJYYEHHBIX pa3sHbBIMH METO-
JlaMH, yCTaHaBiHMBajach cpaBHeHHMeM ux MK cnexTpos.
JInist peakiunii MCToIb30BaAIIMCh M-XJIOPTIEPOSH301HAsI KUCTIOTA,
conepxamas 77% axTuBHOTO MHrpeaneHTa (abcr GmbH &
Co. KG), u runpun vatpust upmer Merck (60% cycnen-
3usi B mapaguHOBOM Macie). (2-MerunrekcaH-2-mi)-
MOYEBHHA OblIa ITOJY4eHA IO H3BECTHOH METOIHKE. "
KomMmMmepueckne peakTHBBI HCIOJIB30BaHBl 0€3 JIONOIHU-
TEJIbHOU OUUCTKHU.

Moayyenue 1(3)-(5-HUTPO(HUTPO30)IMPUTUH-2-IJT)-
MOYEBHMH 2 U 3 AIKWIKapOaMOWIAMUHMPOBaHHEM 3-HUTPO-
nupuauHa (obmas Meronuka). Merox I. K pactBopy
2 MMOJIb COOTBETCTBYIOLIEH MOYEBHHBI B 3 MJ1 O€3BOJTHOTO
JAMCO npu xomMHaTHOH Temmeparype nob6asistor 80 mr
rugpuna Hatpus (2 mmonbe NaH). Tlo okoHYaHWHM BBIIE-
neHus Bogopoaa (~0.5 4) B peaknmMOHHYIO cMech 100aB-
ot 124 mr (1 mmons) 3-sutpormpunuHa (1) m cMech
MHTEHCUBHO NEpEMENINBAIOT NP KOMHATHOM TeMIeparype
B TeueHne 2 4. Jlaree peakIMOHHYIO CMECh BBUIMBAIOT B
70 M1 XONOTHOW BOABI M MOAKUCTSIOT pa3dasnenHo HCIl
qo pH ~7. Ilpm wucnonb3oBaHUM HPONUIMOYEBHHEI
BBINIABIIMHA 0CaJOK HHUTPOCOEIMHEHHSI 2¢ OT(HILTPOBBI-
BAaIOT, IIPOMBIBAIOT BOAOW U CylIaT. B oCTaJIbHBIX cilydasx
CMeCh IKCTparupyror stmwianeratom (5 x 10 mi), pactBo-
pUTeNb YHNapuBalOT AOCYXa IPH MOHUKEHHOM JIaBICHUM.
[TosydeHHYI0 CMECh COOTBETCTBYIOIIMX COEAMHECHUN 2 1 3
OUYHMINAIOT C TIOMOMIIBI0 METOoAa CyXoil (hiem-xpomarto-
rpaguu  Ha CHJMKarene, OJIIIOMPYs CMeCblo OeH30iI—
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aTwianerat, 5:1, u cobupas BTOPYIO (GPAKIHIO KEITOTO
useta. Ilocie ymapwBaHWS pPacTBOPHUTENS MOIYYArOT
KEJIThIE WM HKEITO-3€JEHble KPHUCTAUIMYECKHE CMECH
coenuHenuit 2 u 3 (Tabu. 1), KOTOpbIE Aanee UCTIONIB3YIOTCS
Juis 3anucu cnektpos IMP u macc-cnexTpos.
[IpuBencHHBIC HIDKE TMPUMEPHBIC BBIXOIBI 3THX COEIH-
HEHUI pacCUMTaHbl Ha OCHOBAaHMM MAacChl UX CMECH II0CIIe
XpoMaTorpaduIeckoil OYMCTKH W UX COOTHOIICHHUS TIO
naunbIM criektpa SIMP 'H (1a6m. 1). TTOCKONBKY CHEKTPBI
SMP 'H Kax1a0ro U3 OpoayKTOB 2a M 3a He OTIHYAINCH
KaKk B MHIMBHAYaJbHOM COCTOSHHH, TaK M B COCTaBE HMX
cMecH, MBI TIPHBOAMM HI)KE CIIEKTPAIbHBIE W CIEKTPO-
METPUYECKUE XapaKTEPUCTHKHU JJIsl BCeX COeMHEHUH 2 u 3
U3 HepasJeNIeHHbIX CMeceil.
1-mpem-ByTnn-3-(S-HUTPONUPUANH-2-HI)MOYEBUHY
(2a) momygaroT B cMecH ¢ HUTpo3ompoaykroMm 3a. Brxon
~22%. Cnextp AMP 'H (IMCO-dy), 8, m. 1. (J, Tm): 1.32
(9H, c, (CH;);C); 7.45 (1H, ym. c, 1-NH); 7.80 (1H, &,
J=93,H-3 Py); 8.45 (1H, n. 1, J = 9.3, J = 2.3, H-4 Py);
9.05 (1H, 0, J = 2.3, H-6 Py); 9.68 (1H, ym. c, 3-NH).
HaﬁHeHO, mlz: 239.1152 [1\/[4’H:|4r C10H15N403. Brrunc-
J1IeHo, m/z: 239.1139.
1-mpem-ByTnin-3-(5-HuTpO30NMPUAMH-2-HI)MOYEBUHY
(3a) mosyyaroT B CMeCH C HUTPONPOIYKTOM 2a. Brixon
~10%. Crextp IMP 'H (IMCO-d), 8, m. 1. (J, Tw): 1.35
(9H, ¢, (CH;);C); 7.25 (1H, 1, J = 9.3, H-3 Py); 7.63 (1H,
o, J = 93, H-4 Py); 7.89 (1H, ym. c, 1-NH); 9.80 (1H,
ym. ¢, H-6 Py); 9.93 (1H, ym. ¢, 3-NH). Haiineno,
miz: 223.1187 [M+H]". C;oH;sN;O,. Bsramciero, m/z:
223.1190.
1-(2-MeTunarexcan-2-uj)-3-(S5-HUTPONUPUANH-2-1]T)-
MO4YeBHMHY (2b) mony4aroT B cMeCH C HUTPO30NPOAYKTOM
3b. Beixox ~13%. Cnextp IMP 'H (IMCO-dq), 8, M. 1.
(/, I'm): 0.85-0.91 (3H, m), 1.19-1.28 (10H, m) u 1.53—1.58
(2H, M, CH;3(CH,)3(CH;),C); 7.39 (1H, ym. ¢, 1-NH); 7.77
(1H, 1, J = 9.2, H-3 Py); 8.44 (1H, yur. 1, J = 9.2, H-4 Py);
9.03 (1H, ym. ¢, H-6 Py); 9.71 (1H, ym. ¢, 3-NH).
Haiineno, m/z: 303.1434 [M+Na]". C3H,N;NaOs. Beruuc-
J1eHo, m/z: 303.1428.
1-(2-MeTniarekcan-2-u)-3-(5-HUTPO30NMPHIMH-2-HJT)-
MoueBHHY (3b) moiy4aroT B cMecH ¢ HUTPOTIPOAYKTOM 2b.
Brixog ~26% Cnextp SAMP 'H (AMCO-dg), 6, M. n.
(/, T'm): 0.88-0.90 (3H, m), 1.19-1.28 (10H, m) u 1.53—1.58
(2H, m, CH3(CH;)3(CH5),C); 7.24 (1H, n, J = 9.3, H-3 Py);
7.61 (1H, ym. n, J = 9.3, H-4 Py); 7.85 (1H, ym1. ¢, 1-NH);
9.79 (1H, ym. ¢, H-6 Py); 9.96 (1H, ym. c, 3-NH).
Haiineno, m/z: 287.1481 [M+Na]+. C3H,0N4NaO,. Brruuc-
JeHo, m/z: 287.1478.
1-(5-Hutponupuaun-2-wi)-3-nponujimMoyeBnHa (2c).
Bexox 78 mr (35%), OnemHO-XKENThle KPHUCTAJUIBI, T. IUL.
176-177 °C (atunanerar). UK cnextp, v, em': 3228, 1683,
1549, 1487, 1332. Cnextp AMP 'H (IMCO-d;), 8, M. 1.
(/, Tm): 0.89 3H, 1, J = 7.4, CHj); 1.43-1.53 (2H, M,
CH,); 3.10-3.16 (2H, M, NCH,); 7.58 (1H, ym. T, 3-NH);
7.76 (1H, o, J = 9.3, H-3 Py); 8.46 (1H, n. n, J = 9.3,
J = 2.8, H-4 Py); 9.05 (1H, n, J = 2.8, H-6 Py); 9.90 (1H,
yir. ¢, 1-NH). Crektp IMP "*C (IMCO-dy), 5, m. z1.: 11.3;
22.6; 40.9; 110.7; 133.7; 138.2; 144.7; 153.7; 157.4.
Haiineno, m/z: 247.0807 [M+Na]". CoH,,N, NaOs. Beruuc-
neHo, m/z: 247.0802.

1,1-JumeTni1-3-(S-HUTPONUPUIMH-2-UI1)MOYeBUHY (2d)
[OJIy4al0T B CMecu C HUTpo3onponyktoM 3d. Beixon
~20%. Cnextp SIMP 'H (IMCO-dg), 8, m. 1. (J, T'm): 2.97
(6H, c, N(CHs),); 7.96 (1H, n, J = 9.4, H-3 Py); 8.47 (1H,
aon,J =94,J =28, H4 Py); 9.08 (I1H, n, J = 2.8,
H-6 Py); 9.85 (1H, ym. ¢, NH). Haiineno, m/z: 211.0832
[M+H]". CsH,,N4O;. Boruncineno, m/z: 211.0826.
1,1-AnmeTna-3-(5-HUTPO30NMMPUANH-2-HIT)MOYEBHHY
(3d) nonywatoT B cMmecu ¢ HuTpompoaykrom 2d. Brixon
~6%. Cnektp SIMP 'H (JIMCO-d), 8, m. 1. (J, T'm): 2.98
(6H, ¢, N(CH3),); 7.30 (1H, n. n, J = 9.2, J = 2.1, H-4 Py);
7.86 (1H, x, J = 9.2, H-3 Py); 9.77 (1H, n, J = 2.1,
H-6 Py); 10.12 (1H, ym. c, NH). Haiineno, m/z: 195.0886
[M+H]". CsH,N4O,. Brruncineno, m/z: 195.0877.
N-(S-HutponupuiuH-2-1i)IuppoauanH-1-kapooxcamug
(2e) moydarot B cMecH ¢ HUTpo3omponaykroMm 3e. Brxox
~25%. Cnextp IMP 'H (JIMCO-dy), 8, m. 1. (J, Tu): 1.84
(4H, ym1. ¢, (CH,),); 3.44 (4H, ym. c, N(CH,),); 8.08 (1H,
n, J = 9.4, H-3 Py); 848 (IH, n. 1, J = 9.4, J = 2.8,
H-4 Py); 9.08 (1H, n, J = 2.8, H-6 Py); 9.68 (1H, ym. c,
NH) HaﬁueHo, m/z: 237.0983 [1\/IJFH]Jr C10H13N4O3. Borunic-
J1eHo, m/z: 237.0982.
N-(5-Hutpo3onupuanH-2-ua)nuppoanauH-1-kapo-
okcamu/ (3e) MOIYYarOT B CMECH C HUTPOMPOAYKTOM 2e.
Brixog ~19%. Cnextp SAMP 'H (AIMCO-dg), o, M. n.
(/, Tm): 1.84 (H, ym. ¢, (CHy),); 3.44 (4H, ym. ¢, N(CH,),);
732 (I1H, a. 1, J = 9.2, J = 2.0, H-4 Py); 8.00 (1H, &,
J =9.2,H-3 Py); 9.77 (1H, 1, J = 2.0, H-6 Py); 9.90 (1H,
ymr. ¢, NH). Haitneno, m/z: 221.1032 [M+H]". C10H13N4O5.
Brruucneno, m/z: 221.1033.
N-(5-HutponupuanH-2-wi)nunepuauH-1-kapooxcamun
(2f) monydaror B cmecu ¢ HUTpo3onpoaykrom 3f. Beixon
~21%. Cniextp SIMP 'H (AIMCO-dy), 8, M. 1. (J, T): 1.46—
1.58 (6H, M, (CHy)3); 3.46 (4H, T, J = 5.5, N(CH,),); 7.93
(1H, o, J = 9.4, H-3 Py); 8.46 (1H, n. n, J =94, J = 2.8,
H-4 Py); 9.08 (1H, n, J = 2.8, H-6 Py); 10.09 (1H, ym. c,
NH) Haﬁ,ueHo, m/z: 251.1141 [1\/[+H]+ C11H15N403.
Beraucneno, m/z: 251.1139.
N~(5-Hurpozonupuaun-2-uin)nunepuaus-1-kapdoxcamuyg
(3f) nonyuator B cMmecu ¢ HuTpomnponykrom 2f. Beixon
~2%. Cnextp SIMP 'H (IMCO-dg), 8, m. . (J, T): 1.46—
1.58 (6H, M, (CH,);); 3.46 (4H, 1, J = 5.5, N(CH,),); 7.28
(IH, n. i, J =9.2,J = 2.1, H-4); 782 (1H, n, J = 9.2,
H-3); 9.77 (1H, ym. c, H-6); 10.33 (1H, ym. c, NH).
HaﬁﬂeHO, m/z: 235.1191 [1\/[+H]+ C]0H15N402. Brrunc-
neHo, m/z: 235.1190.
N-(5-Hurponupuans-2-mi)MophoauH-4-kapooxkcaMug
(2g) mony4aroT B cMeCH ¢ HUTPO30MPOayKToM 3g. Brixon
~21%. Criextp SIMP 'H (AIMCO-dy), 8, m. 1. (J, T): 3.47—
3.53 (4H, M, O(CH,),); 3.58-3.63 (4H, m, N(CH,),); 7.95
(1H, o, J = 9.4, H-3 Py); 847 (1H, n. n, J = 9.4, J = 2.8,
H-4 Py); 9.09 (1H, o, J = 2.8, H-6 Py); 10.16 (1H, ym. c,
NH). Haiineno, m/z: 253.0936 [M+H]". C;oH;3N,0,.
Brruucneno, m/z: 253.0931.
N-(5-HutpozonupuanH-2-ui)MopoanH-4-kapooKcaMu
(3g) momyuaroT B CMeCH C HHUTPONPOIYyKTOM 2g. Brixox
~4%. Crextp IMP 'H (IMCO-dy), 8, m. . (J, Tm): 3.47—
3.53 (4H, m, O(CH,),); 3.58-3.63 (4H, m, N(CH,),); 7.31
(1H, n. o, J =9.2,J = 2.1, H-4 Py); 7.85 (1H, o, J = 9.2,
H-3 Py); 9.77 (1H, 1, J = 2.1, H-6 Py); 10.40 (1H, ym. c,
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NH) Haﬁ/:[eHo, m/z: 237.0989 [M+H]+ C10H13N403.
Beruucneno, m/z: 237.0982.

Peakuusi 3-HUTPONMPUANHA C AHHOHOM MpPem-OyTUII-
MOYeBHHBI B H3MeHEHHBIX ycaoBusax. K pactsopy 231 mr
(2 MMonB) mpem-OyTHIMOYEBHHBI B 3 MIJI OE3BOJHOTO
IUMETWICYIb(OKCHIa TpH KOMHATHOW TeMIeparype
no6asmstor 80 mr rugpuaa Harpus (2 mmonb NaH). Ilo
OKOHYAaHWH BBIJENEHII Bogopoaa (~0.5 9) B peakMOHHYIO
CMECh TP WHTEHCHBHOM IIEPEMENIMBAHUH JO0aBIIIOT
MHUKPOKAIUIIMH, ~ WCIOJIb3yS ~ MEAMIMHCKUA  IINpPHIL,
pactBop 124 mr (1 Mmomb) 3-HUTpomUpUAMHA B 2 MI
IMCO 6 meuenue 2 u. 3aTeM peakINOHHYIO CMECh BEBLTH-
BalOT B XOJOJAHYIO BOAY, BBINABIIMH OCAJOK OT(QHIBT-
POBBIBAIOT, NMPOMBIBAIOT BOAON M cymaT. Jlanee ocTaTok
OYMIIAOT (Qurenr-xpoMaTorpadueii Ha CHIIMKAreie, 3JI0H-
pyq cMmechio OeH3oI—3THiIANeTaT, 5:1, U cobupas BTOpyrO
¢dpakuuio xenaroro nBera. Ilocne ymapuBaHHs pPacTBO-
putens nomy4yaroT 116 Mr cmecu coeauHeHuit 2a u 3a B
cootHomreHun 30:70 (manHble cnektpa AMP 'H). Takum
00pa3oM, pacueTHBIN BBIXOJ] HUTPONPOAYKTA 22 COCTABHI
~15%, a uutpozomnpoaykra 3a — ~37%. Yucras 1-mpem-
OyTHJI-3-(5-HMTPO30NIMPUAUH-2-WI)MOYEBHHA (3a)
BBIJENICHA B pPE3yJNbTaTe MHOTOKPATHOM IepeKpHUcTal-
nu3anuu 13 oensona. TeMHO-3eJeHble KPUCTALIBL, T. BO3T.
205-206 °C.

Cunre3 HuUTpocoeanHeHuii 2a,b,d-g (obmas meto-
nuka). Meron II. K pactBopy 2 MMOJIB COOTBETCTBYIOIIEH
moueBuHb B 1 M G6e3BogHoro JIMCO mpu KOMHATHOH
TemrepaType gooasmnsor 80 Mr ruapuna HaTpus (2 MMOJIb
NaH). ITocne npekpamenus Beigencans Bogopoaa (~0.5 1)
TemnepaTypy noBeimaroT 10 65—70 °C u nobasmsror 1.23 ¢
(10 mmomnp) HEUTpOOeH30ma 1 124 Mr (1 Mmonb) 3-HUTpO-
nupuauHa. CMech HHTEHCHBHO TEPEMENINBAIOT B TEUCHHUE
1 9 mpu Toil ke TeMmmepatype. Ilocie oxmaxaeHus 10
KOMHATHOW TEMIIEpaTypsl PeakI[MOHHYI0 CMECh BBUIMBAIOT
B 50 MJI XOJIOTHOW BOJIBI, BOTHBIN (PIIIBTPAT SKCTPATHPYIOT
stuianeraToM (5 x 10 mur). 3aTeM pacTBOPUTETH OTTOHSIOT
IIpY NIOHW>KEHHOM JaBieHUM. [losydeHHBI OCTaTOK O4H-
IIAlOT C TOMOLIBIO CyXOH (ueni-xpomaTorpaduu  Ha
CHUJIMIKaresie, MIOUPYs CHaYala CBETJIO-KENTYI0 (pakuuio
OEH30JI0M, a 3aTeM BTOPYIO, JKENTYI0, (ppakuuio cMechio
6enzon—otmianerar, 5:1. CoOTBETCTBYIOIINE IPOILYKTHI
2a,b,d—g mosyyaroT W3 BTOpPOH (pakmHMU TOCIE YIapH-
BaHUS paCTBOPUTEIIS.

1-mpem-ByTHn-3-(S-HUTPONUPHUINH-2-WT)MOYEBUHA
(2a). Brixox 174 wmr (73%), OecuBeTHBIC KpPUCTAJUIBL,
1. BO3r. >235 °C (PhH). UK crektp, v, cM ': 3226, 1682,
1549, 1500, 1336. Crexrp SIMP “C (IMCO-dy), 8, M. x.:
28.7;50.0; 110.7; 133.7; 138.2; 144.8; 152.6; 157.5.

1-(2-Metuirekcan-2-ui)-3-(S-HUTPONMPUAUH-2-IJT)-
MoueBnHa (2b). Bexon 143 mr (51%), sxenTeie KpHcTai-
761, T. L. 166167 °C (PhH). MK crextp, v, cM ' 3223,
1681, 1548, 1488, 1335. Cnextp SIMP "°C (JIMCO-dy),
o, M. n.: 14.0; 22.6; 25.8; 26.8; 40.0; 52.4; 110.6; 133.7;
138.1; 144.7; 152.4; 157 .4.

1,1-{umeTni1-3-(S-HUTPONUpPUIMH-2-Ua1)ModeBuHA (2d).
Beixox 107 mr (51%), xentble KpucTawisl, T. i 195-196 °C
(C¢Hg). MK cmextp, v, e : 3332, 1665, 1497, 1328.
Cnexrp SIMP C (IMCO-dq), 8, m. 1.: 36.4; 111.7; 133.3;
138.5; 144.6; 154.4; 158.3.

N-(5-Hutponupuanu-2-uia)nupponaua-1-kapo-
okcamu (2e). Bexon 135 mr (57%), skenTble KPUCTAIIIBL,
T. 1. 186—187 °C (PhH — nerponeiinsrit a¢up). UK cnektp, v,
cM 1 3404, 1661, 1503, 1335. Criextp SIMP °C (JIMCO-dj),
o, M. 11.: 24.7;46.0; 111.5; 133.4; 138.5; 144.6; 152.4; 158.0.

N-(5-Hutponupuaus-2-ui)nunepuaus-1-kapdoxkcammu
(2f). Bexon 73 mr (29%), OJeqHO-)KENThIC KPUCTAJLIBL,
1. 1. 114-115 °C (PhH). UK crektp, v, cM ': 3244, 1677,
1583, 1505, 1340. Cnextp SIMP C (IMCO-dy), 3, M. A.:
23.9;25.5;45.0; 111.9; 133.3; 138.4; 144.7; 153.4; 158.6.

N-(5-Hutponupuamns-2-na)Mop¢oH-4-kapooKkcamMu/
(2g). Bexox 101 mr (40%), >xenTeie KPUCTAIUIBL, T. TWI. 195—
196 °C (PhH). UK cnektp, v, cM : 3358, 1682, 1461,
1339. Cnektp SIMP Bc (AMCO-dg), 8, M. n1.: 44.5; 65.9;
111.9; 133.4; 138.6; 144.6; 153.8; 158.3.

Cunre3 N-oxcunoB 1-amxmi(l,1-guanxun)-3-(S-autpo-
NUPUIUH-2-WiI)MoYeBUH Sa—d (oOmas MeToauka).
PactBop m-Xy0opnepOeH30MHOI  KHCIOTHI, KOJHUYECTBO
KOTOpPOH oOmpernenseTcs B KaKAOM CIydae 3KCIIEpUMEH-
TalbHBIM IMyTeM (CM. HIDKE), U CMECH COOTBETCTBYIOIIUX
coeqUMHEeHUN 2 W 3 MIM HUTPOIpOAyKTa 2¢ B 6 MI
JIIXJIOPMETaHa KHUIATAT B TCUCHUE NTPOMEXYTKAa BPEMEHH,
yKa3aHHOTO HIbke. Jlamee pacTBOpUTENb YHNapHBaIOT
JIOCyXa, a OCTaTOK OYMIIAIOT METOMOM (hien-xpomaro-
rpa¢pun Ha cunmkarene. [lepByro OecuBeTHYIO (GpaKIUIO
SIFOUPYIOT OEH30JI0M, a BTOPYIO (DPAKIMIO KEJNTOTO IBETA —
cMechlo OeHzon—asTunanerat, S:1. N-okcuasl Sa—d momy-
YalOT OTTOHKOW paCTBOPHTEIISI U3 BTOPOH (hpaKIiH.

N-Oxcup 2-[(mpem-0yrniikap0aMouI)aMuHO]-5-HUTPO-
nupuauHa (5a) nonyyarot u3 40 Mr cMecu coelMHEHUH 2a
n 3a u 44 Mr m-xJ0pnepOEH30MHONW KHCIOTHL. Bpems
peakun 2 4. Berxox 22 mr (~54%), KenTble KPUCTAIUIEL,
T. 1. 219-220 °C (¢ pasn., C¢Hg). Cnextp SAMP 'H
(AMCO-dg), 3, m. a. (J, T'm): 1.30 (9H, ¢, (CH;);C); 7.81
(1H, ¢, NH xap6amowun); 8.16 (1H, n. n, J = 9.6, J = 2.4,
H-4 Py); 8.37 (1H, n, J = 9.6, H-3 Py); 9.12 (1H, n,
J = 2.4, H-6 Py); 10.23 (1H, ym. ¢, NH amuzg). Cnextp
SAMP C (IMCO-dq), 8, m. 1.: 28.5; 50.2; 110.4; 122.7;
133.5; 137.4; 150.0; 151.6. Haiineno, m/z: 255.1089
[M+H]+. C10H15N4O4. Beruuciaeno, m/z: 255.1088.

N-Oxcupa  2-[(2-MeTHIITeKCaAH-2-WIKAPOAMOMIT)aMHUHO|-
S5-uutponupuauna (Sb) nomywaror w3 50 Mr cmecu
coequaeHuit 2b m 3b wm 47 Mr m-xjoprepOeH30MHOM
KUCIOTHL. Bpemsa peakuun 1 4. Beixox 36 mr (~67%),
XKenTble Kpuctauibl, T. wi. 186—-187 °C (c pasn., C¢Hp).
UK cnekrp, v, em ' 3309, 1715, 1524, 1350, 1257. Cnektp
SAMP 'H (IMCO-dy), 8, m. 1. (J, Tu): 0.87 (3H, T, J = 6.7,
CHj); 1.26 (10H, c) u 1.58-1.63 (2H, m, CH;3(CH,);(CH;),C);
7.67 (1H, ¢, NH kap6amomn); 8.16 (1H, n. a1, J = 9.6,
J =12.4, H-4 Py); 837 (1H, n, J = 9.6, H-3 Py); 9.12 (1H,
n,J = 2.4, H-6 Py); 10.28 (1H, ymr. ¢, NH amun). Ciektp
AMP C (JIMCO-dy), 3, m. 11.: 14.0; 22.6; 25.7; 26.6; 39.9;
52.7; 110.4; 122.7; 133.5; 137.4; 150.0; 151.5. Haiineno, m/z:
297.1554 [M+H]+. C3H,1N,O4. Beraucnieno, m/z: 297.1557.

N-Oxcuna  S5-HUTpO-2-[(mMponuakap6amMounI)aMHHO |-
mupuanHa (5¢) nomnydaror u3 36 M HUTPOIPOAYKTa 2¢ U
90 Mr wm-xsopriepOeH30HHON KUCIOTHL. Bpems peakuyun 3 4.
Bexon 21 mr (55%), senrsle kpuctamwisl, T. wi. 209-210 °C
(c paszn., C¢Hg). UK cmektp, v, em bt 3293, 1706, 1528,
1349, 1254. Cnextp SIMP 'H (IMCO-dy), 8, m. 1. (J, T'n):
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0.89 (3H, 1, J = 7.4, CH3); 1.42-1.51 (2H, m, CHy); 3.08—
3.13 2H, m, CH,N); 7.87 (1H, ym. 1, J = 54, NH
kapbamown); 8.19 (1H, x. o, J = 9.6, J = 2.4, H-4 Py); 8.39
(1H, o, J = 9.6, H-3 Py); 9.14 (1H, 1, J = 2.4, H-6 Py);
10.33 (1H, yur. ¢, NH amun). Crexrp SIMP ®C (IMCO-dy),
o, M. m.: 11.2;22.4;41.0; 110.4; 122.7; 133.5; 137.6; 149.9;
152.7. Haiineno, m/z: 241.0936 [M+H]". CoH;3N,O,.
Beruucneno, m/z: 241.0931.

N-Oxenp  2-[(amMeTHIKApPOaMOWJI)aMHMHO]-5-HUTPO-
nupuauHa (5d) nomyqarot u3 70 Mr cMecu coenuHeHuit 2d
u 3d u 88 mr m-xyoprnepOCH30WHONW KHUCIOTHL. Bpems
peaknuu 1 4. Beixon 44 mr (~58%), xenTble KPHUCTAILIHI,
1. mr. 185-186 °C (¢ pasn., C¢He). VK crektp, v, oM ':
3209, 1688, 1575, 1519, 1337, 1264. Cnextp SIMP 'H
(IMCO-dg), 6, m. n. (J, Tm): 3.03 (6H, ¢, N(CH3),); 8.25
(1H, n. n, J =9.5,J = 2.1, H-4); 8.29 (1H, x, J = 9.5, H-3);
9.23 (1H, n, J = 2.1, H-6); 9.89 (1H, yu1. ¢, NH). Cnextp
AMP C (IMCO-dq), 8, M. 1.: 36.1; 110.5; 123.3; 133.3;
138.0; 149.6; 152.3. Haiineno, m/z: 227.0773 [M+H]+.
CsHN4O,. Brruncneno, m/z: 227.0775.

PeHTreHOCTPYKTYpHBIC MCC/JIEI0BAHUSA COeAWHEHMIt
2a, 3a u Sa. Kpucramisl, npuroansie ans PCA, nonydeHst
MEUICHHBIM HCIAPEHHEM COOTBETCTBYIOUIETO PacTBO-
puTeNs Py KOMHATHOM TeMIlepaType: COeAMHeHus 2a 1 S5a —
STHNIAETAT, COeqUHeHne 3a — aneToHuTpri. Habop skcre-
PUMEHTAIBHBIX JAHHBIX MOJy4eH Ha audpakromerpe Agilent
SuperNova npu HCHOJIB30BaHUM MUKPO(OKYCHOTO HUCTOY-
HUKa PEHTTEHOBCKOTO M3Iy4CHHA C aHOAOM M3 MEIU HU
koopauHaTHEIM CCD-nmerexTopom Atlas S2. Coop otpake-
HUH, ONpeJeNieHne W YTOYHEHHE I1apaMeTpoOB 3JIEMEH-
TapHOW SYEHWKH IPOBEIEHO C MCIIOJIB30BAaHUEM CIElua-
JMU3UPOBAaHHOTO  mporpammHoro makera CrysAlisPro
1.171.38.41 (Rigaku Oxford Diffraction, 2015)." Crpyxk-
Typbl paciuudpoBaHbl ¢ moMouipio nporpamMmsl ShelXT
(Sheldrick, 2015),'° yrounennme ShelXL (Sheldrick,
2015)," mMonekynsipras rpaduka U MOArOTOBKA MaTepHana
JUIS IIyOJIMKAIH BBITIOJIHEHBI C HCIIOJIh30BAHNUEM NIPOrpaM-
muoro makera Olex” ver 1.2.7."% Tlonmsie penTreno-
CTPYKTYpHBIE JaHHBIE JAEHOHMPOBaHbI B KemOpumKkckoM
0aHKe CTPYKTYpHBIX HaHHBIX (gemoHeHTHl CCDC 1569079
(coenunenne 2a), CCDC 1539542 (coemunenue 3a) u
CCDC 1569044 (coenunenue S5a)).

®aiiil cOMpOBOAMUTENLHOW WH(POPMALINH, COICPKAIINI
ciektpsl SIMP 'H u *C coennuenuii 2a—g, 3a—g, 5b-d u
UK cnektpsl coenunenuii 2a—g, Sb—d, noctyneH Ha caiite
KypHaua http://hgs.osi.lv.

Paboma evinonnena npu unancosoli nododepoicke
Munucmepcmea obpaszosanuss u Hayku PO 6 pamxax
2ocyoapcmeennozo 3adanus (npoexkm Ne 4.6306.2017/b4).
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