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HNCCIEJOBAHUA B PALY UMHUJIA3O0JIA

100%. CHHTE3 IPOU3BOJAHBIX UMHUJA30(1,2-a]IAPUMUAIAHA
W3 2-AMUHONUPUMUAHOB, METUJIAPUJIKETOHOB
W TAJIOTEHOB

OcyIIecTBIIEH CHHTE3 IPOU3BOAHBIX MMHA30[ 1,2-a]nupumuanna peakuueit
2-aMHHOIMPUMHUIMHOB C METHIIAPUIIKETOHAMH U rajoreHamu (6pom, uox). [pu-
MeHeHre OpoMa MPUBOJNT K 00pa3oBaHUI0 6-OpoM- U 3,6-11OpOM3aMEIIEHHBIX
2-apunumuaasol 1,2-anupuMuanHoB.

KuoueBble ciioBa: aMUuIa30IMUPUMUIVMHBI, aMUHOITUPUMHIUHBIL, I'aJIOUbI,
HUMHIA30J1, MCTUWJIAPHUJIKETOHBI, HUKIU3aluA.

Henocratkom meToma cuHTe3a NMPOU3BOAHBIX MMHA30[1,2-a|nupuMuauHa
peakuuell  2-aMHHONMPUMHUIMHOB C  O-OpoMKeTOHamu [2—6] sBiseTcs
HEyJNoOCTBO paboThl ¢ (-OpOMKETOHAMH, MHOI'ME M3 KOTOPBIX OTHOCATCS K
JaKpUMaTopaM U K TOMY ’K€ HEYCTOMUUBBI IPH XpPaHEHUH.

[Ipomomxast paboTel [7] WO cHUHTE3y MPOM3BOAHBIX HMHUAA30[1,2-c]-
OUPUMHINHA U3  4-aMUHONHMPHUMUAMHOB, KETOHOB M  TaJOT€HOB, MBI
pactpocTpaHWI STOT METOJ Ha CHHTE3 NPOM3BOAHBIX uMHAazo[l,2-al-
NUPUMUIMHA W H3YYMIM  peaklui  2-aMUHONMPUMMIMHA U €ro
HEKOTOPBIX C-3aMEIICHHBIX C METWIAPHIKETOHAMH M TaJIOreéHaMu — OpOMOM H
HOJOM. OTa peakius JeTKO MPOTEKaeT B OPraHWYEeCKUX PacTBOPUTEIISIX
(xmopodopm, stanon, IM®DA) npu 60—-100 °C B npucyTCTBUU KapOoHATa WIH
rupokapOoHaTa HaTpus, HEOOXOAMMOTO Ul CBA3BIBaHMS IaJOr€HBOJOPOJA,
BBIJISIISIOLIETOCS B IIPOLIECCe PEaKIHH.

[lepBoit cramueil mpouecca sBISETCS TaJOTE€HUPOBAHUE KETOHOB IIO
METHJIFHOH Tpymme ¢ oOpa3oBaHHEM COOTBETCTBYIOUIMX (EHAIMIOPOMHIIOB
(nomunoB). IlocnenHue aTakyloT KOJBLIEBOM aToM a30Ta HUPUMHIUHOBOIO
aqpa ¢ oOpa3oBaHHMEM  NPOMEXYTOYHbIX  l-¢eHanmn-2-umuHO-1,2-
JWTAAPOTUPUMUIMHOB. Jlerupatalysi 3TX JaOWIbHBIX COCAWHEHUN MPUBOJUT K
SHEPreTHUYEeCKH YCTOMUYMBBIM IPOU3BOAHBIM I'€TEPOAPOMATHUECKOW CHUCTEMBI
nvuaazo| 1,2-almupumunnna [8]. BzaumopeiictBueM 2-aMIHOTUPUMUINHA, €TO
5-x10p- U 5-OpoM3aMELICHHBIX C SKBUMOJIIPHBIMH KOJMYECTBAMH KETOHOB
(auerodeHoH, n-HUTpoaUETOGEHOH) W TrajoreHoB (OpoMOM WM HOAOM)
CHUHTE3UPOBaHbI 2-apuiumuasol 1,2-a|mupumuanast (1a—c).

* Cooburenue 99 cm. [1].
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HUcnonb3oBanue 2 Monb 6poMa Ha 1 MOJIb UCXOJHBIX 2-aMUHOMTUPUMHINHA
U METWIApWIKETOHa M OpoMHpOBaHHE OOpasyoUIMXCs 2-apUIMMHIA30-
MMPUMHIMHOB B TIOJIOXKEHHE 6 OWIMKIA TPUBOAAT K 2-apui-6-Opom-
nmuaazo[ 1,2-ajnupumunuaam  1e,d. CrpoeHue 3THX COEAMHEHUH TOJ-
TBEpXKACHO Ha mpumepe 2-penmn-6-6pomumuaasoll,2-almupumuansa (1c),
[IOJly4EeHHOIO  BCTPEYHBIM CHHTE30M M3  2-aMHUHO-5-0pOMIMpPHUMHUAMHA,
arreToeHOHA B OpoMa.

[IpenmapaTuBHBIA  MeTOJ  TONXy4eHHs  6-OpoM3aMeLICHHBIX  2-apuil-
umua30[ 1,2-a|nIMpuUMHINHOB SBJISIETCS BecbMa YAOOHBIM, Tak Kak He Tpedyer
NIPUMEHEHUS MAaJIOJOCTYIHbBIX 2-aMHHO-5-OpommupuMuauHa u ero C-3ame-

IIEHHBbIX.
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[Mpumenenue 3 Moibp Opoma Ha | MOJIb UCXOJHBIX 2-aMHUHONUPUMHUANHA H
METUJIAPUIKETOHA MPHUBOAUT K JalibHEWIIeMy OpOMHPOBAHHIO TPOMEXKY-
TOYHBIX 2-apWiI-6-OpOMUMUAA30IMPUMHINHOB B TIoNIokeHue 3 Ounmkia. Taxk,
73 2-aMAHOTTUPUMHJINHA, alleToeHOHa U OpoMa CHHTEe3UpoBaH 2-(eHwui-3,6-
mubpomumuaasof 1,2-a|nupumuaus (le), cTpoeHUE KOTOPOTO MOATBEPIKACHO
BCTPEYHBIMU CHHTE3aMH W3 2-aMHHO-5-OpOMIHMPUMHINHA, aleTOPeHOHa H
Oopoma (2 Mosib) W OpomMupoBaHWeM 2-(eHHI-6-OpoMumunasol1,2-a|nupu-
muauHa 1¢ 6pomom (1 mMoub).

B cmekpe SIMP 'H coemuHenns le OTCYTCTByeT CHTHAm IpPOTOHA
B IIOJIOKEHUH 3 NMHUIA30NIUPUMHUINHOBOTO OMLIMKIIA.
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XapaKTepncrnKa CHHTE3NPOBAHHBIX coelMHEeHU I

Haiineno, %
ZCIPCI’I;- BpyTTo- Beruucneno, % T. m., °C (pacTBOpHTENH BEIXO1I,
opMyJIa JUIA KPHCTAILTH3AITHH %
Hue opmy C H N | Br(Cl) P ) °
la C12HgN4O» 60.0 3.2 229 350 (AMdA-Boxa, 1:1) 71-80
60.0 33 233
1b C12HgCIN3 63.1 34 18.1 (15.3 279-281 (atanomn) 52
62.8 3.5 18.3 15.4)
1c C12HgBrN3 52.4 2.9 15.2 28.9 276-277* (3TaHomn) 3045
52.6 2.9 15.3 29.2
1d C12H7BrN4O; 44.8 24 17.5 25.2 350 (IM®A—Bo1a, 1:1) 70
45.1 2.2 17.6 25.0
le C12H7BryN3 40.4 2.2 12.0 45.1 191-192 (atanon) 27-30
40.8 2.0 11.9 453

* [To nannbm 3], T. . 279 °C.

SKCHEPUMEHTAJIBHASA YACTb

UK cnektpsl cHaTbl Ha npubope UR-20 B Tabnerkax ¢ KBr. UHAuBHYyalbHOCTD OIYYEHHBIX
coenunennii onpenemsuin merogoM TCX Ha mmactunkax Silufol UV-254, nposiBnenne napamMu
noja wiu B YO cBere.

HUmupaso[1,2-alnupumuannsr (la—e). A. K pactsopy 0.95 r (0.0l monp) 2-ammHO-
nupuMuanaa B 20 M xiopodopma nobasmsitor 1.65 t (0.01 Monw) n-HUTpoauetodeHoHa,
pactBop 2.54 r (0.01 wmomp) moma B 20 wma xmopodopma u 2-2.5 T 06€3BOAHOrO
TOHKOM3MEIBYEHHOIO THApokapOoHaTa HaTpus. CMech KUIATAT 4 4, paCTBOPHUTENb OTTOHSIOT B
BaKyyMe, K OCTaTKy 100aBisoT 50—60 M1 BOJBI, 0CaI0K OT(GHUIBTPOBBIBAIOT, IPOMBIBAIOT BOJIOH,
crmproM, cymat. [Tomyqator 1.7 r (71 %) coenunenus 1a.

b. K pactBopy 1.65 r (0.01 mons) n-HuTpoanerodeHona B 20 mi 3taHona pobasisior 1.6 T
(0.01 momp) Gpoma. Cmech HarpearoT mpu 50-60 °C u mepeMemmMBarOT 10 0OECIBEYMBAHKA
pacTBopa. 3areM n00aBIAIOT HEOOMBIIMMHU MOpUUSIMHU 2—2.5 T TuapoKapOoHaTa WM KapOoHaTa
HaTpHUs, TEpEeMEIINBaIOT 10 okoH4aHus BeigeneHuss CO,, mociue yero moGasnsgior 0.95 ¢
(0.01 monp) 2-aMHHOMMPHUMHIMHA. PeakiMOHHYIO MacCy KUMATAT 2 4 U 00pabaThIBAIOT Kak
omucaHo B ombite A. Ilomywator 1.9 T (80 %) coemmnenus la. IIpoba cmemeHus o0pasios,
MOJTy4YeHHBIX 1Mo MeTogaM A u b, He nmanma nempeccun Temmneparyps! muiapiaeHus. MK crekTpst
00pa3IoB HICHTHYHBI.

AHaJIOTMYHO U3 2-aMHHO-5-XJIOp- U 2-aMHHO-5-OpOMITMPUMUINHOB NOIy4YalOT COCAMHEHUS
1b,c ¢ TeM oTamumeM, 4To peakuuio mpoBomAT B JIM®A (2.5 u mpu 96-98 °C). Brixon
coequnenus 1c¢ 45 %.

B. K pactBopy 0.95 r (0.0l monp) 2-amuHonupumuguHa B 20 M1 G€3BOIHOrO 3TaHONA
nob6asistor 1.2 r (0.01 monb) anerodpenona, 3.2 r (0.02 mone) 6poma u 4.5 r kapOOHATa HATPHS.
Cwmech nepemenmBarot 20-30 MuH ipu 55-60 °C, 3aTeM KHIATAT 3 9, paCTBOPHUTENL OTTOHSIOT B
BaKyyMe, OCTaToK 00pabaThiBaroT Kak onucano B onbiTe A. ITomyuator 0.82 r (30%) coenuneHus
1c. [Ipo6a cmemieHus ¢ 00pa3oM, HONTYyYSHHBIM 10 MeToay b, He mana nenpeccuy TeMIepaTypel
masnenust. UK criektpbl 00pa3ioB HACHTHYHBL.

AHajlorm4HO mony4aroT coenuHeHus 1d ¢ TeM ommmuMeM, yro peakuuio mnpoBogar B MDA
(3 9 ipu 96-98 °C).

I'. K pactBopy 2.4 r (0.02 monb) arneropenona B cmecu 30 mu staHona u 10 mn JIMOA
nobGasisiror 3.2 T (0.02 moms) Gpoma. Cmecs Harpesator npu 50-60 °C o obecuBednBaHus,
nob6asisor 1.9 r (0.02 moine) 2-amuHonpuMuanHa, 3.2 T (0.02 Mons) 6poma u 3.4 1 (0.04 Morb)
rujipokapboHaTa HaTPHs, KAIATST 2 4, oxiaaxgator 1o 40-50 °C. B reuenne 10 mun 106aBisior
k Heit 3.2 T (0.02 monb) Opoma. PeakinonHnyto maccy nepeMemusatoT 10—-15 MuH npu Toi ke
TeMIepaType, COMPT OTTOHSIOT B BaKyyMe, K OCTaTKy n00aBisaioT 30 M BOIBI M HECKOJIBKO
kanenb 40 % pacTBOpa €IKOro HaTpa A0 LIENOYHON peakuuu. Belmenuiieecss mMacio Iocie
JEeKaHTAalMd BOJHOTO PAacTBOPAa M PACTUPAHHUs C ATAHOIOM 3aKpHCTaIM30BbIBaeTcsa. Ocamok
HPOMBIBAIOT BOJIOH, cymat. [Tomyqator 1.9 r (27 %) coenunenus le.
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J1. K pactBopy 0.6 T (0.005 momp) anerodeHoHa B cmecu 15 mir sranonma u 5 min MDA
nobasnsror 0.8 r (0.005 mons) 6poma. Cmecs Harpesator 10-15 mumn mpu 55-60 °C mo
obecuBeynBaHUs pacTBOpa, 3aTeM Jo0aBisAlT 2.5 r ruapoxkapOonara Harpus u 0.87 r
(0.005 moib) 2-aMHMHO-5-OpOMIMPUMUINHA. PeakIMOHHYI0 MacCy KMIATAT 2 4, OXJaXKAAIOT J0
40-50 °C, mo6Gasnsror 0.8 r (0.005 mMoab) 6GpOMa M BBIIEPKUBAIOT NPH 3TOM TEMIIEpAType W
nepemerinBanuy 10-15 muH. [lanee peakMOHHYI0 Maccy 00pabaThIBAIOT KaK ONHCAHO B OIBITE
I'. Nomyuaror 0.52 t (30 %) coenmuenus le. [Ipoba cmenieHus ¢ BENIECTBOM, IOJyYEHHBIM IO
Mmeroay I, He arna nenpeccuu TeMIepaTyphl IUIaBIeHUs.

E. K pactBopy 2.74 1 (0.01 moub) 2-¢enun-6-6pomumunaso[1,2-aJnupumuanna 1c B 27 mia
JIM®A n06aBisitoT mocTeneHHo npu nepemennBaduu pacteop 1.6 T (0.01 mMosb) 6poma B 5 M
IM®A. PeakunorHyr cmech mepememmuBaroT 30 mun npu 20-22 °C, IM®PA OTroHsOT B
BaKyyMe, K OCTaTKy JOOaBISIIOT BOLY M pPacTBOP €IKOr0 HaTpa JO INEJOYHOH peakuuu.
MacnsHUCTBIH 0CaJlOK BCKOPE 3aKpHCTAIM30BBIBAETCSA. Ero OT(MIBTPOBHIBAIOT, MPOMBIBAIOT
Bonoi, cymar. ITomydator 1.72 r (50 %) coemunenus le. IlpobGa cmemenus ¢ oGpasuamu,
nony4deHHsIMU 1o MetonaM I' u JI, He nana nenpeccun Temmneparypsl miasienus. MK u crnekTpst
SIMP 06pa3uoB WeHTHYHBI.
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