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B. J. Jisenko, C. I'. Kpusoxonsicko, B. II. JIUTBHHOB

CHHTE3 2,6-TMAMMHO-3,5- THHWAHO-4-3TUJI-4H-THOIITPAHA
U ETO0 PEHUKJIM3AINUA
B 6-AMHKHO-3,5-JUITHAHO-4-OTUIINPUIVH-2(1H) TUCH

TPEeXKOMIIOHEHTHOM KOHAEHCAHeH MPOIMOHOBOrO aIbaerHia, MAJIOHOHUTPUIA YU
NUAROTHO3AUETAMUAA HOXy4eH 2,6-guamuuo-3,5-gunuano-4-stuia-4H-Tuonupan,
PEOUMKIMIOBAHHLIM B 6-aMuHO-3,5-guivano~-4-stumrmpuans-2 (1H) tuon. Ha ocuose
MIOCJIEMHETO CHHTE3UPOBAHBI 3aMENIEHHBIE 2-aIKUITHOIHMPIIMHEGL U COOTBETCTBYIOIUE
wM THeHo {2,3-5] nupupusHs.

Anxmnconepxamme 3-nmanonupumui-2 (1H) tnows:, -mwpmmoEsr @ #X
TPOV3BONHEIE H3BECTHH B JIATEPATYPE KaK UHTCPMETHATH B CUHTE3E Pas/IMUHEIX
nenpeccasros UHC [1], nexapcrBeHHBIX OpemapaToB A JICUCHHS ali-
aepruveckrx sabonesammit [2] m cepmeumol HEROCTATOYHOCTE [3], a Taxke
dyamunuas ¥ apTuMukpobasie npenapatsl [4]. Ompgako MeTopsl CHHTE3a. WX
orpammucHb [5]. Mel paspaGotanm criocoOBl DOMYUYEHHS PAHEE HE W3BECTHBIX
2,6-muamuno-3, 5-gunuano-4-stun-4H-tuonmpana (1) v 6-ammmo-3,5-gunuano-
4-armmoaprrma-2 (1 H)rrora (II), cymHOCTSE KOTOPHIX ¥ BEPOITHBIM MEXAHM3M
DEaKIHi OTPAXEHB Ha CACAYIOMER cXeMe.
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XapaxTepucTHKy CUHTE3MPOBAHHBIX COCJMHEHMI

Tabnuwia |

Coepu- Tiyp °C, pacTBOpuUTeNd [JIS1 Hatifiero, % Bpyrro- Briuciieo, % Brixop, %,
HeHMe KpPUCTAIA 31 o o N ‘s ¢opmyna ¢ q ) N s meron A/B
Xa 202...205, AcOH 50,49 4,18 26,48 12,21 C11H11NsOS 50,56 4,24 26,56 12,77 74
X6 245...247, AcOH 48,95 3,33 18,77 7,62 C17H14BrNsOS - 49,05 3,39 16,82 7,70 85
Xs 230...232, AcOH 60,45 4,39 20,71 9,45 Ci7H;5N508 60,52 4,48 20,76 9,50 83
Xr 203...205, AcOH 50,79 3,21 13,89 7,91 Cy7H13BrN4OS 50,88 3,27 13,96 7,99 77
Xn 198...200, AcOH 54,17 3,66 28,69 13,12 Cy1HgNsS 54,31 3,73 28,79 13,18 69
Xe 152...154, oranon 53,71 4,79 19,26 10,95 C13H14N40,8 53,78 4,86 19,30 11,04 70
XK 220...222, AcOH 63,26 4,31 17,29 9,89 Cy7H14N,08 63,34 4,38 17,38 9,95 81
Xa 234...236, 1-Gytanon 64,18 4,71 16,58 9,49 C1H16N40S 64,26 4,79 16,65 9,53 84
Xn 145...147, sranon 61,29 4,51 15,83 9,05 , CigH16N40,8 61,35 4,58 15,90 - 9,10 80
XK . 223...225%, 1-6yranon 52,14 3,04 14,27 8,13 C17H12C1LN408 52,18 3,09 14,32 8,19 93
Xn 130...132, 1-Gyrason 55,19 5,24 18,37 10,48 C14H N4 0,8 55,25 5,30 . 18,41 10,53 80
XM 224...226, 1-Gyrason 54,72 3,75 17,22 19,41 CisH,N408S; 54,86 3,68 - 17,06 19,53 70
Xla 278...280, AcOH 50,48 4,20 26,50 12,25 Cy3H;;N508 . 50,56 4,24 | " 26,56 12,27 81/84
X16 276...278, - AcOH 48,89 3,41 ° 16,75 7,65 C17H14BrNsOS . 49,05 3,39 | 16,82 - 7,70 72/75
XIn 293...295, AcOH 60,60 4,33 20,82 9,41 C17H;sN508 60,52 4,48 20,76 - 9,50 74/76,
X1p 252...254, AcOH 50,78 3,31 13,88 7,90 C17H13BrN4OS 50,88 3,27 13,96 - 7,99 78/88"
XIn 285...287*," AcOH 54,21 3,61 28,84 13,22 C11HoNsS ‘ 54,31 3,73 28,79 - 13,18 70/68
Xle 159...162, AcOH 53,62 4,77 19,41 11,13 | Ci3HgN4O,8 53,78 4,86 19,30 11,04 66/71
XDk | 232...234, AcOH 63,47 4,22 17,43 9,81 C17H14N408 © 63,34 4,38 17,38 9,95 64/60°
XIa 255...257, 1-6yranon 64,13 4,64 16,72 9,67 C1gH16N408 64,26 4,79 16,65 - 9,53 72/68
XlIn 211...213, 1-Gyrason | 61,45 4,64 15,84 8,92 C1aH16N40558 61,35 4,58 15,90 9,10 82/80
X1k 228...230, AcOH 52,29 3,15 14,44 8,01 C17H315CIN4OS 52,18 3,09 14,32 8,19 69/66
XIn 219...221%, AcOH 55,11 5,21 18,55 10,60 C14H6N40,8 55,25 5,30 18,41 . 10,53 78/81
XIm 272...274%, AcOH 54,95 3,73 16,92 19,48 CisH1pN408, 54,86 3,68 17,06 19,53 79/83

*

CoetuneHus cySauMupyIor.




CMmenieHue SKBEMONBHBIX KOJMUECTB Ipomumomosoro amegermma (11D,
manosoRmTpwia (IV) wm uwamormoaueramuaa (V) B sramosne npu 25 °C B
OPUCYTCTBHY KATATATHYECKHUX KOJIAYECTB OPraHUUSCKOr0 OCHOBAHWS IPUBOIHAT K
xogeHcammm 1o Kumesemaremo C—H-xmenor (IV, V) ¢ amsmermmom (III) ¢
oOpazoBapmeM 3aMmemieHHbx axpwiomutpwios (VI, VII), xkoropeie panee
pearupyoT mo Mwxasmao ¢ TmoaMuaoM V EAM COOTBETCTBEHHO ¢ HmTpmaoMm V.
O6pasosasmuiica agaykr (VIII) BEYTPEMOIEKY/ISPHO MUKIA3YETCS B THONEPAH
I, cTaCuipHEG B KPUCTAUTHYECKOM COCTOSIHNMA W B COMPTOBHIX PACTBOPAxX HpH
KOMHATHOM TeMmepaTtype. HarpesaHve pEakuwoOHHOW CMECH [0 KUICHHUS
[IPUBOTAT K PACKPHTHIO THONMPAHOBOIO IUKIA B 00pPa30BaHMIO mapummaTrosa 11
(meTox A), KOTOPEIA OBLT MOIYYEH TAKXE B OFHY ONCPAIIHI0 KUIITUCHHEM CMECH
ucxopserx pearearos (I1I, IV, V) B coupre B mpucyrcreuu N-mermimopdonmHa
(MeTox B). 310 CBHOETENBCTRYET, IO HAIIEMY MHEHWIO, O TOM, ¥T0 THOH [ —
TEPMOJMHAMAYECKA KOHTDOIMPYEMHH, a THONMMPaH | — XWHETHYECKH
KOHTPOAMPYEeMbiii HpoaykKT {cp. [6]). Amanormunad 3aKOHOMEDHOCTb ObUIA
00BapyX€EEa 1 B psfy apaisaMemennnx 4H-tuo (cerxeno) mupuiuaos [7, 81,

ITmpupmaraor 1I B ocHosmO# cpene B JIM®A npm B3auMOne#cTBUM C
anxmwrranorenanamu  (IX) obpasyer cyasdumsr (X), BCTYHAOUIKE Ialee B
peakmuzo Topna—Iurnepa ¢ 00pazosaHueEM 3aMEIICHHERIX THeHOIIpPIAMHOE (XI)
(mMerox A). Tocrename MOryT OBITh HOXYUESHBL TAKKE opBOCTarwiHO 13 TAoHA 11
u rajgorennnos IX mpm msyxkpataoM msbeitke KOH (Mmerox B). BosmoxszocTs
ofpazoBanus IMpoxykToB XI MONTBEPXKOAET PErMOCEIEKTHBHOCTS AMKIIAPOBAHMIS
mo atoMy cepbl. CTPOCHME MONXYUEHHBIX COEXMHEHWH MONTBEPXIOCHO CIEKTPO-
cKommuecKuMu uccnegosanmamu. B ux MK coexrpax HaOMIODAoTCS MOJOCH
HOMVIOIIEHMS BATEHTHBIX KOTE0AHMH CONPSKEHHEX HUTPIIBHEX IPYHI B 001aCTH
2190..2240 e |, a rtaxxe aMmEOrpynmsl — B obmactm 3215...3420 oM
HawunGonee xapakTepanMu carHaiamu B crektpax [IMP mwupana I » mmpamasos
dI, X, XD) gBaarorcd CHTHANH IPOTOHOB STHILHOHM rpynmel B obiactm &
0,87...1,26 m. 1. (3H, T, CH3) u 2,70...3,14 m. x. 2H, x, CH2), amaBOrpy sl
mpu o 6,81..7,93 m. a. (2H, ¢ m.; NH2), a Takxe curanssr OpOTOHOB
ATXWITHOIPYIIEL B COOTBETCTBYIOMUX o0aactax (rabi. 2).

3K CIIEPIMEHTAJIBHAS YACTH

UK crexTpsi cHsitel Ha cnexTpodoromerpe UKC-29 B pasemmuoBomM macie. Crexrper TIMP
saperucTpupoBagsl Ha npubope Bruker WP-100 SU (100 MI'y) B pacteopax JIMCO-Ds ¢ TMC B
KAYECTEE BHYTPEHHETO CTAHIADTA. Koinpoms 33 XOIOM PEaKIIMU ¥ TUCTOTOH TIONYIEHHBIX COETMHEHIMIA
ocymecteasumm MetogoM TCX nma rmacruakax Silufol UV-254 B CHUCTEME alleTOH—FenTaH, 3 :© 5,
TIPOSIBUTENIb Daph! MOpa.-

2,6-AuaMuHO-3,5-TUIUAHO-4-3THI- 4H-mormpaﬂ (@. Cmecy 10 MMOIE IPOIMOHOBOTO AJIBICTH-
na (XI), 10 mmons manosoHutpuiaa (IV), 10 mmons nuawomormoauneramupa (V) m 3 xaners
oprarudeckoro ocaosanus (B) B 20 M atanona npu 20 "C nepemenmsarot 4 4. 06pa3osaBuMiics 0Camox
OTHEJISFOT, IIPOMBIBAOT 3TAHOJIOM M rekcagoM. IlomyuaroT Tronmpar I ¢ BerxogoM 61 % B BUIE XEATHIX
xpucTawios, Ton 150...152 °C (u3 sranona). UK cnexrp, V, ovl: 2185 ron (CN); 3200...3425 (NH2),
1648 (O NHy). Crextp IIMP, &, m. 1.2 6,81 (4H, cm., 2NH2), 2,91 (I1H, T, 4-FD, 1,51 2H, M, CH),
0,87 (3H, 1, CH3). Haitmeno, %: C 52,30, H 4,72, N 27,29, S 15,69. CoHigN4S. Beraucnero, %:
C52,41, H4,89,N 27,16, 815,54

6- AMHHO-3,5-xAuHano-4-3TRIOHPHITH-2 (1H)méH ID.A. K cycrersuu 10 MMOIB THONMpPaHA
I8 15 My 3rapona pnobasnsioT 3 Karwu Oprauudaeckoro ocuoearus (B), OCKE YEro PEakMOHHYIO CMECh
Kpngrar 19, 3aTeM OXJIaXAAk0T A0 KOMHATHON TeMﬁep;iTypm, paszbasnsror 109, cConAHON KUCIOTOI KO
pH 4...5 n ocrasmsmor Ha 244 0O6pa30BaBUIMHCS 0CAOK OTHUIBTPOBBIBAIOT, POMBIBAIOT STAHONOM U
rexcagom. lomyuaror Tos (ID)-c Bexomom 69%, T 285...287 °C (us sramona). MK cnexp, V, ol
3285...3370 (NH2), 2218 rur (CN). Cnexrp [IMP, S, 1.0 12,73 (1H, c ., NH), 7,81 (2H, ¢, NH),
2,65 (2H, x, CHy), 1,21 (3H, r, CH3). Haiineno, %: C 52,85, H 3,88, N 27,47, S 15,68. CoHsN4S.
Boraueneno, %: C 52,92, H 3,95, N 27,43, 8 15,70.

B. Cycriensmo 10 mmorns ansrerupa I, 10 mmone quamTpuna IV, 10 myoxs TuoamMuza V B 15 Mmn
sraﬁona B mpucyIcTBumM 3 Kamens ocHoBamus (B) xunmsarsr 1 u. Ilocme oxmaxxpenus mo 20 °C
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: Hannpte MK u IIMP COEKTPOR HHPHINHOE (Xa—m) wu _meno[2,3—b]nnpn_jmnon (XIa—mMm)

Tabnwua 2

- UK cnekrp, ¥, cm™

R

Cnexrp IIMP, (S,' M. L.

Coentu~ » -
Henme ‘NHp c-0 C=N 6-NHy, ¢ CHz, T - " CHy, ¥ ss_gg; & z
Xa 3210...3365 1710 2190 7,93 1,20 2,71 3,84 7,23 ¢, 7,48 ¢
X6 3213...3485 - 1680 2190 7,93 1520 2,70 4,12 10,23 ¢, 7,53 ¢
X8 3215, 3310, 3420 " 1640 2205 7,95 1,21 2,73 4,13 10,08 ¢, 7,06...7,59
Xr 3220, 3303, 3400 1704 2220, 2235 7.82 L1522 2,72 4,92 8,00 1, 7,77 &
Xx 3170, 3296, 3332 , , 2222, 2250 8,14 1,22 2,73 4,30 o
Xe 3225, 3330, 3423 1730 2218, 2227 7,89 1,20% 2,70 4,14% 1,20% 1, 4,14*% m
XK 3220, 3342, 3425 1715 2230 7,85 1,22 2,71 4,98 8,06 M, 7,64 M
Xa 3215, 3340, 3432 1675 2218 7,72 1,21 2,71. 4,90 2,34¢, 7,941, 7,36 1
Xu 3240, 3334, 3420 1724 2220, 2228 7,92 - 1,20 2,70 4,25 7,35¢, 5,17 ¢
XK 3233, 3330, 3424 1695 2118, 2235 7,83 1,22 2,71 4,93 7,88...8,25 m
Xn 3255, 3352, 3440 1740 2230 7,87 1,20 2,70 4,15 4,031, 1,57 m, 0,84 1
Xm 3225, 3314, 3400 1680 2220, 2235 7,84 1,22 2,73 4,90 7,31 M, 8,14 m
Xla 3180, 3355 - 1690 2215 7,71 1,27 3,11 6,93 7,02 ¢ A
X6 3165, 3224, 3400 1692 2190 7.30 1.26 3,13 7,14 9,42 ¢, 7,66 a1, 7,47 1
Xin 3210, 3333, 3454, 3481 1620 - 2220 7,64 1,30 3,01 7,10 9,30 ¢, 7,30 M
XIr 3300, 3435, 3480 1660 2218 8,31 1,28 3,16 7,55 7,68 M
Xln 3148, 3225 2190 7,37 1,21 3,11 6,46
Xle 3234, 3350, 3415, 3463 1655 2223 . 7,33 1,27 m* 3,11 6,87 1,27% m, 4,23 x
XIx 3150, 3295, 3412 1648 2194 8,27 1,27 3,14 7,52 7,63 M
XIa 3215, 3340, 3440 1648 2230 8,18 1,25 3,12 7,29 2,33 ¢, 7,48 M
XIu 3210, 3364, 3482 1650 2212 7,36* 1,24 3,07 6,91 5,25¢, 7,36% m
XIx 3213, 3315, 3390, 3496 1650 2220 8,25 1,27 3,14 7,45 7,70...7,84 m
XlIn 3210, 3315, 3440, 3422 1654 2220 7,32 1,24 3,10 6,86 4,121, 1,65 m, 0,91 1
Xinm 3155, 3270, 3450 1650 2200 1,27 3,14 7,50

* * CHTHATH! IEPEXPBIBAIOTCS,

8,35

7,231, 7,87 m




PEaKITMOHHYIO MacCy pasfasisior npu nepememusaamy 10, BOTHBIM PACTEOPOM COMSHOL KHCHOTHL 5O
pH 4...5 u ocrasmsmor Ha 24 u. OGpa30BABIIMICE OCATOK OTOMIBTPOBLIBAIOT, IPOMBIBAIOT HOCHER0BA-
TEJBHO 3TAHONOM M TekcaHoM. Ilomxyuaror ¢ eeixomom 609 Tuon I, amanormamsiit 00 Tox U CIEKTPY
IIMP 06pasiy, HONyYeHHOMY 110 METOAY A.

6- AMHHO 2-Z-MeTHITHO-3,5- T HaH0- 4- -ITHIHAPHAUHEL (Xa——M) K cycnernsuu 10 mMmoss THO-
ma II B 8 mit IM®DA npu 20 °C LPK IEPeMEIMBAHUI I[OGaEJISHOT 5,6 ix (10 Mmoms) 109, Bo;(Horo
pacreopa KOH, a wepes 1 mua — 10 mmons anxiumranorenea - (IX). Jlanee peakiiMOHHYO MACCY
nEPEMEMMBAIOT 3 4, IIOC/e 2ero pazbasisror 10 Mt BOfp! U OTHUIBTPOBBIBAIOT 06PA30BaBIIMIHACS 0CATOK,
[IPOMBIBAS TTOCNEA0BATEILHO BOOH, STAHONOM M FeKCAHOM. IIonyuaror nupyaues! (Xa—wM), JaHHBE O
KOTOPBIX IIPEACTaBIensl B Tabn. 1, 2.

3,6-AnaMunHO-2-Z-5-guano-4-armwarueHo [ 2,3-b}papuyman (XIa—wMm). A. K cycnernsuwm
10 MmO 2-amxmrTHonmprgmEa X B 10 i AM®A npu 20 °C npK fiepeMemmBanmy F06aBNsE0T 5,6 M
(10 mMoms) 10% BOJHOTO PacTBOpa KOH u TEPEMEIIUBAIOT 4 =, mocne uero pazdasnsor 10 M BOmBL.
OﬁpasoBaanmcx 0cafox OTQMIETPOBEIBAIOT, IIpOMbIBa.IOT BOJOM, aTaHozoM, rekcanoM. Iomygaror
coepurenus (XIa—m), JaHHBIE 0 KOTOPBIX npencrasnemﬂ BTabnm 1, 5 2. ]

b. K cycnensum 10 mmons TroHa II B 10 M IM®PA npu nepememmsasuu o6asnsor 5,6 M
(10. mmomp) 10% BomeOro pacreopa KOH, a uepes 1 muu — 10 mmons ranoreaupa (IX). Jatee
PEAKUHOHHYIO CMECh IIEPEMEINMBAKOT B TEUEHHE 3 U, TOCTIe Yero BHOBb fobanisaroT 5,6 mu'10% somuoro
pactsopa KOH, mpopmomxas nmepemMemusanve eme 4 4, a 3ateMm pasbasagor 10 M Bogst.
06pasoBaBmIMUCT OCAT0K OTASHSIOT, rfpoivmmalor DOCNIEROBATENBHO BOFOM,: ITAHOJIOM, TeKcaHoM. 11o-

:ayaaroT coemuaenus Xla—w, uaenrwanste o T v UK coexrpaM OpoXyKTaM, CHHTE3UPOBAHHBIM O

MeTOmy A.

Paboma evinonnena npu gunancosol noddepxke Poccuiickozo donda
dyrdamenmanbrblx uccredosanull (npoexm Ne 96-03-32012a).
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