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CHMHTE3 2-A3UJ0-1-METUJIAMUHOBEH3UMMUIA30JIA

Hericteuem Ha 1- (alleTruIMe THIIA MUMHO) GEH3UMUAASOTUH-2-TUOH IIOCIETOBATEIHHO
TIEPEKUCH BONIOPOAA M IMAPA3UHIMADATE CHHTE3UPOBAH 1-METHIAMUHO-2-THAPA3UHO-
6EeH3UMHMAAZ0. Hurposuposauue NOCIEIHET0 430THCTOM KUCIOTOM TIPUBEJIO K 2-a3UfH0-
1- (muTpOZOMETHIAMMEO) GEH3MMUA30LY, CYINECTEYIOMEMY B BUIE CMECH S-uuc- M S-
mparc- KoH(OPMEPOB € 3aTPYAHEHHbIM BPAEHNEM BEOKPYT cBasu N—NO. Ofpabor-
KOM DNPOAYKTZ HUTDOSMPOBAHUS KOHI. COASHON KHMCIOTOH HONYYeH
2-a3un0- 1 -MeTHII-aMUHOOECH3UMUAA30I.

Hemasmo B mame#t naboparopms Ohut0 NMOKA33aHO, UTO TEPMOJIHS3
2-asmno-1-ammuobeH3uMunasona (Ia) TPHBOIMT K OOPA30BAHWIO C BEICOKAM
BhiXO#OM 3-ammHOGen30-1,2,4-Tpmaszuaa (I [1]. TIpeamonoXuTe bHO IPOLmECe
npotekaer uepes C-murpexn 111, xoTopsni Aanee penmkmM3yercs B coemuaeHue 11
yepes AuAa3cHOBHE mATepMenmar 1V. IIpencraBisiock WHTEPECHBIM BBECTH
B mopgobHOe mpeppamenue 2-asmpo-l-mermrammrobersmmunazon (I6); Bepoar-
HBIM TIPOAYKTOM TEPMOIM3d B 3TOM CIIy4ae MOT OKas3aThCs 2-meTmaden3o-1,2,4-
Tprazue-3-umMuH (V).

N=C=NH

Nty A N f
>—N=N=N _—N? N>—1.\{ —— I —
N X N=N—R
RNH RNH .
13,6 i1} v
N, NH
NYNHZ Z \K
(R=H) ~ZN X /N\M
N’ N -3
o A\

JaR=H;6R=Me

Crures pasee HE M3BECTHOTO COCHUMHEHUS 16 MBI OCYIIECTBIUIM HCXONS H3
1- (anermmMmermnamuso) Oensumunazonmu-2-trona (VI). Jeficrere Ba Bero 309%
TIEPEKVICH BOTOPONa UpHuBEo K cyabdokuenore VII, koTtopad 6e3 BreacHnd Osiia
obpaborana 809 ruapaswHrEApaTOM. B pe3yaprate ¢ BEXOEOM 73% ObLI
noxyueH 2-rmapasmuo-1-mermaamunobensumunason (VIID). TMocrepmauit cuaTe-
3WPOBAH TaKXe MCXOAS M3 l-Mermnamumuo-2-THOGeH3mMmAasona (IX). Ommaxo
Beixoy coequmaenns VIII B atoM ciyuae cocrasnger 46 %, a B kauecTse n0OOYHOTO
npoaykTa obpasyerca ammuotror X (23%).

Hurposuposarme coemmaenusa VIII azormcroit xkucaorost mpm 0...5 °C maxe
TPV MCIIOJIB30BAHUM CTPOTO SKBHAMOJIEKYIgpHOro koamgectea NaNQz nporekaer
HE TOJBKO [0 TUEPa3wHO-, HO H N0 MCTHIAMWHOIPYNNE ¥ TPHBOXHAT
K 2-azuno-1- (amrpozoMerrnamuno) Sensnmunaszony (XI). Ilo maEHBIM COEKTpOB
IIMP, coemmmesme XI B pacTBope CyINECTBYeT B BHAE cMecH (S-yuc-
7 s-mpanc-KoB(hOpMEpPOB, 00YCIOBICHHEX 3aTPYAHEHHBIM BPAIIEHUEM BOKPYT
ces3u N—NO), o 4eM CBHETENBCTBYET YOBOCHHE CHTHATIOB BCEX IPOTOHOB.
CooTHomeHEe MOBOPOTHBIX #m3oMepos S-yuc/s-mpanc (XIA/XIB) B pactsope
CDCl3 npu 20 °C cocrasaser 46 : 54, a 8 JIMCO-Dg — 37 : 63. IlogoOunie
xoHGbOpMEPH HAOMIONAMNCh ¥ B CIyyae APYIEX 1-(HUTPO30ATKMIAMEAHO)OEHS~
mMuaaszonos [21].
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ITpm obpaborke KOHIEHTPUPOBAHHON coasaHON kmeaoToir (20 °C, 14 mmein)
asup X1 moxgsepraeTcs ACHWTPOSWPOBAHMIO, 00pasys l-mermiaMumo-2-a3wpgo-
Gemsmmupazox (I6) ¢ smxomom 829%. Ilonyumrs coeguHeEme I6 m3
1-MermnamuaO-2-MeTHATHOOeH3MMuAAzoaa (IX) m asuma wHarpud OyTeMm
HyKAeo(bIIBHOrO 3aMemeHns METHITHOrpyns (Harpesanne B pactsope EtOH
wra IMCO) ve yoanocs. I1pr 910M 13 peaxnuoHHON cMeCH ObUI BBIEACH TOABKO
THoH X.

N + -
B + =
NalN N —
VI O, \>——N=N=N — \>——N—N—N
HCl N N
A
N.
MC/ N\Nfo MC/ \1|\]I
O
XIA (s-uuc) XIB (s -mparc)

Asux 16 mpencrasager coboii BEChMa HEYCTONUYMBOE CBETJIO-XEITOE MACHO,
TOTHOCTBIO Paziaraiolneecs IPH KOMHATHON TEMIIEPATYPE B TEUSHUE HECKOABKAX
cyrok. IIpm mHempomokurensuoM Harpepammm (90...100 °C) B pacreope
HATPOOEH30/Ia OH IIOTHOCTHIO OCMOIAETCS. BO3MOXEO, 970 SBJISETCS PE3yAbTATOM
ofpasoBaswss wmMmEHA V, KOTOPHI H3-32 CBOCTO XWHOWIHOTO CTPOSHHUH
OKA3HIBAETCY HEYCTONUMBEIM ¥ GHICTPO MOABEPraeTCs ASCTPYKIMH.

N + PhNO
2
X1 ﬂ.. N N=N=N T cMozna
N
AN
MeNH

3KCHEPUMEHTAJIBHAS YACTD

YK cnextpsi usmepens: Ha npubope UR-20 B asemunosoM macne. Crexrpst [IMP sanucassl Ha
npubope Unity-300 (300 MI'm) B pacreopax CDCls mwm IMCO-Ds. KORTPOTS 32 XO0M PEAKIHMil U
YHCTOTOM MOJIYUEHHBIX COeAUHERmil ocymecTsisuim metonom TCX na mwnacrunkax ¢ Al203 IV cremenm
aKTHUBHOCTH 110 BpokMaHy, smoeHT xu10podopM, npossieHue napaMu uozia. TeMnepaTyps INaBICHUS
uamepsum Ha ripubope IITII B 3anasHHEBIX CTEKIISHHBIX KAIMIDIEPAX W HE NOXBEPTaiy MCIIPABICHHIO.

2-Tunpaznno-1-mermramunobersumuazor (VI). A. K pacteopy 4,4 r (0,02 M0ss) TvoHa VI [3]
u 2,2 v (0,04 moms) KOH B 30 M1 BOgBI DM nepeMeniMBaHuM JO6aBISIOT 1o KamwmaM 20 i 30%
fIEpEXUCY BOJIOPOAa, HOmIepxRusBas TemMepaTypy He Beiue 40 *C. PeakIiMOHHYIO CMECH BBIREPKUBAIOT
npu KOMHATHOM Temriepatype 20 4, Zajee HEMTPaiM3YIOT KOHII. pacTBopoM ammuaka a0 pH 7. Bogy
YIapUBAKOT, CyX0# 0CTATOK pacTBOpsior B 10-Mi 809, ruppasunruapata v kunarsr 1 u. Hocne oxnax-
JIEHUSI PEAKIIMOHHYK0 MACCy PaszGasasror 20 Mi BOAbL ¥ OTOMISTPOBBIEAIOT GECHBETHDIT OCAH0K COCAH-
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newws VIL Boxon 2,6 T (73 %) . Menxvie GeClBeTHbIE KPMCTAILIBL, TTOCTETIEHHO TEMBEEICIIHE HA BOSAYXE.
T 168...170 °C (pasx., uz srapona). Cnekrp IMP 5 (IMCO-De¢): 2,65 (3H, n, 3= 5,56 Tu,
NHCH3); 4,27 (2H, ymr. ¢, NHNHp); 6,13 (1H, x, >/ =5,57 Iy, NHCH3); 6,96 (ZH, M, 5-H, 6-H); 7,19
(2H, v, 4-H, 7-H); 7,48 M. a. (1H, ¢, NHNH2). Havigeno, %: C 53,98; H 6,41; N 39,14. CsH1iNs.
Beraucneso, %: C 54,22; H 6,26; N 39,52.

B. Pacreop 0,5 r (2,6 Mmomp) Genzumupasona IX 8 6 v 809, rufpasuurupaTa KUnsStar 24 1,
nanee pasbasnsor 10 MI BOABI, OTGMILTPOBLIBAIOT OCanoK coegmuenus VIIL Boxox 0,16 T (46%).
T 167...170 °C (paszn., us starona). [IpogyxT B cMecH ¢ 00pasiioM, TOMYIEHHbIM IO METOIMKE A, HE
JAeT JEeNPEeCcCHH TEMIICPATYPHI INABACHEMS. MaTOYHBIL PACTBOD SKCTPArUPYIOT XNOpodopMOM, U 9KC-
TPaKT XpoMaTorpadupysoT Ha KOJOHKE ¢ cuykarenem (3 X 1 cm), smoupys xuopodopMom U cobupast
dpaxivro ¢ Rr0,1. Tlocre ucnapenus xaopodopma nomyyawot 0,11 r (23%) 1-mMeTwramumobersuvui-
asomua-2-Trosa (X). Becuperssie xpucraium ¢ Tun 183...184 °C (us Gensona) . Cmenmranzag npoba npo-
myxra X He faeT C 3aBefIOMbIM 00Da3TOM AEIPECCHY! TEMIIEPATYPbI UTABIEHNS.

2-A3nno-1-(aerposomeriiamMuno) Oezamunazon (XD). Harpesaror cvecs 0,885 r (5 mvoms)
Genspmuasona VIII 1 10 M KOHIL. COMSHOM KUCTOTH O IIOIHOTO PACTBOPEHUS KPUCTAILIOB. OXIaxza-
10T Maccy 5o —3...0 °C, npu stoM coegunenve VIII 9aCcTHIHO BHOBS BHIIAKAET B 0Caf0K. IIpu nepementu-
BAHWU K CMECH 0Bas/IsEOT pacrsop 0,354 r (5 MMOmB) HUTpHTA HATPULD B 5 MIJI BOZBL no;mepmés{
Temnepatypy ge Boine 0 °C. BriaepKuBaioT peakIpoHHYI0 MacCy npy 3To¥1 TemMneparype 30 mun, gajiee
HEUTPAIM3YIOT KOHI. PACTBODOM aMMMAKa U skmpampyror xaopodopmom (3 x 10 mm). Dxcrpaxr
xpoMaTorpaduUpyIoT HA KOMOHKE ¢ cuaukarexem (20 X 2 cm), smoupys xmopodopmom u cobupas
tpakumro ¢ Rf0,4. Tlocne ucnapenus xnopodopma nonywaror 0,375 r (409,) coepvmens X1. Bexesnie
KpUCTAIUIBI ¢ Trr 60...62 °C (pasn., us stamona). MK coexrp: 1500, 1550, 1570, 1590, 2055, 2070 ot
(N3). Caextp IIMP (CDCl3): 3,48 (3H, ¢, NCH3, xoudopmep B); 4,29 (3H, ¢, NCH3, A); 6,90 (1H, &,
37=17,62Tu, 4-H, A); 7,14 (1H, 5, °J = 7,62 T, 4-H, B); 7,28 (2H, M, 5-H, 6-H, A,B); 7,63 (1H, 7,
37 =8,21 Ty, 7-H, A); 7,70 m. 5. (1H, 7, 37 = 8,11 T, 7-H, B). Cuextp IMP 'H (IMCO-De¢): 3,58
(3H, ¢, NCH3, B); 4,34 (3H, ¢, NCH3, A); 7,36 (3H, M, 4-H, 6-H, A,B); 7,63 (1H, x, 37=7,62Tn,
7-H, A); 7,70 M. 1. (1H, 1. 1, °7 = 6,88, *7=1,26 T, 7-H, B). Haiinieso, %: C 44,49; H 3,52; N 45,01.
CsH7N70. Beramcneso, %: C 44,24; H 3,25; N 45,14.

2-Azuno-1-Memmaammnobensemunasoa (I6). Pactsop 0,177 v (1 mmons) Gemsuvupmasona X1
B 20 MJI KOHII. COJSIHOM KMCJIOTHI BHIEPXKUBAIOT TIPH KOMHATHOH TeMmeparype B tederue 14 mmei
CosHyI0 KMCIIOTY yIAPUBAIOT, OCTATOK 00pabarbiBaior 5 MII KOHIL. PACTBOpA aMMMaka u 06pasoBas-
TIY0CS SMYIBCHIO SKCTPArupyoT xaopodopmom (3 x 5 vwur) . DKCTpaxT XpoMaTorpadupy:OT Ha KONOHKE
¢ AbO3 (20 x 1 cm), amoupyst xIopodopmom U cobupas dpaknure ¢ Rf 0,3. Tlomyaator 0,154 1 (82%)
coeppuerus I6. CeeTo-3XeIToe Macao, GRICTPO PasaratoIeecd Ha BO3AyXe ¥ B pacTeope xnopodopma.
VIK criextp (TomKuit crioit) : 1500, 1585, 1600, 2070 (N3), 3260 (NH) . Cuextp TIMP (CDCl3): 2,90 (3H,
%, 37 =5,57 T, NHCHz); 4,92 (1H, x, 37 = 5,86 'y, NHCHa); 7,22 (2H, M, 5-H, 6-H); 7,33 (1H, M,
4-H); 7,58 M. 1. (1H, M, 7-H). Haiimeno, %: C 51,35; H 4,10; N 44,77. CsHsNes. Beraucneno, %:
C 51,06; H 4,28; N 44,66.
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