ONE-POT CHUHTE3 1,3,6,8-TETPAAZAIIMPEHOB

KuoueBble ciioBa: a30oTHas KUCIOTA, MypaBbUHASI KUCJIOTA, HUTPUT HATPHUS, IEPH-
muanebl,  1,3,6,8-TeTpaazanupeHsl, NHWHK, nepu-aHHEINPOBAaHUE, BOCCTAHOBIICHUE,
HUTPOBAHUE.

Cpenn HEeMHOTOUYHUCIIEHHBIX CHHTE3UPOBAHHBIX IPEJCTABUTENIEH a3anipeHoB
Obutn HalizeHbl >(QQEKTHBHBIE JIEKAPCTBEHHBIE MpenapaThl, OPraHUYEeCKUe
MoMUHOQOPHI, Kpacutenu (Hampumep, [1, 2]). B To xe Bpemst 3HaunTeNbHAS
YacTh a3alliPEHOB OCTAeTCs MAJIOJOCTYIIHOM, a IOTOMY MaJOU3y4EeHHOM.

Panee Obu1 pa3pabortan mMeTox cuHTesa 1,3,6,8-TeTpaa3zanupeHoB, OCHOBaH-
HBIM Ha KE€TOHax nepuMuauHoBoro psnaa [3]. Hegocratkom mMeTona SIBISIOTCS
HEOOXOIUMOCTh MPEABAPUTEIHHOTO BBEACHUS B NMEPUMHINHBI KapOOHUIBHOM
IpYIIBl U HEBO3MOXHOCTh aHHEIUPOBAaHUA MUPUMUAMHOBOTO IIUKIIA Oe3 3aMe-
CTHUTENA y aToMa yriepoaa. MeTo, JUIIeHHbIH OCIeHEer0 He10CTaTKa, OCHO-
BaH Ha peakuuu 1,4,5,8-reTpaamMuHOHaTAIMHA C MYypPaBbUHOW KUCTIOTOU [4] 1
MO3BOJISIET MOy4aTh TOJIBKO caM 1,3,6,8-TeTpaazanupeH.

B nacrosmiel padote Mbl npeyiaraeM MeTOJ] CHHTE3a, OCHOBAaHHBIHM Ha one-
pot TIOCIEeN0BAaTeIbHOCTH HUTPOBaHMS NEPUMHUIUMHOB la,b, BoccTaHOBIEHUS
JIUHUTPOTIPOU3BOIHBIX 3a,b U reTepoLnKIn3aum.
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Crekrpst IMP 'H cruvanmu na npuGope Bruker WP-200 (200 MI'm) 8 MCO-dg,
BHyTpenHuil cranmapt TMC. KoHTponp 3a mpoTekaHneM peakiuidi ¥ WHAWBHAYallb-
HOCTBIO CHHTE3MPOBAHHBIX COCIUHEHHUI OCYIIECTBIISUIM Ha tactuakax Silufol UV-254
B CHCTEME dTHIIAeTaT—CIupT, 1 : 1.

Cunres 1,3,6,8-TerpaasanupenoB (oOmas meroauka). K pactBopy 1 MMoib coot-
BETCTBYOIIEro nepuMuanHa 1a,b B 10 My MypaBbUHON KHCIIOTHI IIPU HEPEMENINBAHUN
Mpr KOMHATHOM Temmeparype B oxaunH mpuem npubaBmior 0.104 v (1.5 mmoums)
KpPUCTAJUIMYECKOTO HUTpUTa HaTpua. CMech NepeMelMBalOT 5 MuH, IOCIE 4Yero Jo-
6aisitoT 0.1 1 (1 MMoIb) 63% a30THOM KHMCIIOTHI M HAarpeBaroT J0 KUIICHUS, 3aTEM JIal0T
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OXJIAAUTBhCA O KOMHATHOM Temmeparypsl. I[locne yero noGaBisiror 5 M BOABI U
skcTparupytoT 3 x 30 M xmopodopma. XIopodOpMHBIH pacTBOp YMapHUBAIOT U
monygarot 0.075 T (29%) ceiporo 6,9-muauTponepumuanHa (2a) wiu 0.068 T (25%)
2-metuii-6,9-muHnTponepumuarHa (2b). PU3UKO-XMMUYECKHE U CIIEKTPAJIbHbIE XapaK-
TEPUCTUKH, & TaK K€ METO]] BBIJCTICHUSI COeIUHEHUN 2a,b COOTBETCTBYIOT NpPHUBEAECH-
HBIM B pabore [5].

B BomHOW MypaBEMHOH KHCIIOTE€ OCTAIOTCS MPAKTUYECKH UYUCTHIE ©6,7-TUHUTPO-
npousBonHble 3a,b. K aToMy pacTBopy 100aBIsIOT 5 M1 MypaBbHHON KUCHOTHL, 0.45 T (7
MMOJIb) IIMHKOBOM NBUIM M KUIATAT 5 4, MYPaBbHHYIO KHCJIOTY OTTOHSAIOT, OCTATOK
obpabatsiBatoT 40 M1 KOHLEHTpUpoBaHHOro pactBopa NaOH u skcrparupyror Oyra-
HonoM (3 x 50 mur). Byranon ymapuBaroT 10 mOMyTHEHHS pacTBopa. BrimaBmime mocie
OXJIAKACHUS TeTpaazanupeHsl 4a,b oTGUIBTPOBHIBAIOT.

1,3,6,8-Terpaazanupen (4a). Beixon 0.064 r (31%). T. mn. >300 °C (Oyranona), B
pabore [4] T. mn. me mpuBommtcs. Crektp SIMP 'H, §, m. 1. (J, Tw): 8.68 (4H, c,
H-4,5,9,10); 9.91 (2H, ¢, H-2,7). Haiineno, %: C 70.14; H2.89; N 26.97. C;,HgN,.
Berancneno, %: C 69.90; H 2.93; N 27.17.

2-Merna-1,3,6,8-rerpaazanupen (4b). Boixon 0.075 r (34%). T. mn. >300 °C
(byranomna). Cnextp SIMP 'H, 8, m. . (/, I'm): 3.08 (3H, c, CH;); 8.61 (2H, o, J = 9.5,
H-5,9); 8.69 (2H, n, J=9.5, H-4,10); 9.88 (1H, ¢, H-7). Haitneno, %: C 71.12; H 3.61;
N 25.27. Ci3HgNy. Berancneno, %: C 70.90; H 3.66; N 25.44.

Paboma ewinonnena npu @urancosoii nodoepoicke Poccuiickoeo ¢onoa
@ynoamenmanvuvix uccreoosanuti (epanm 10-03-00193a).
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