CEBOAVHA K.B., CEBOOVHA T ..

npuemnemMbiM nokasaTtenem Ansi uccnegoBaHus
npouecca MOKOPUYHEBEHUS SIBNAETCA WHTEH-
CMBHOCTb OKpacku. MaTematuyeckas obpaboTka
OMbITHBIX AaHHbIX MO3BOMMWMA YCTaHOBUTb Ka-
Kylimecs MopsigkM M KaKyLUMecs KOHCTaHTbI
CKOpPOCTEN B KUMHETUYECKUX MOAEensx, a Takke
nonyynTb pacyeTHble opmynbl ANd pacyeta
cpoKa XpaHeHust Nno BbiOpaHHOMY MoKasaTento
[8]. anee Hamu Obina npoBedeHa npoBepka
NPUrogHOCTM MOMYYEHHbIX KMHETUYECKUX MoAe-
nen ansa uvaeHtTuukaumm S6mo4YHbIX YKCYCOB
apyrunx npoussogutenen [9]. B pesynbrate Obin
cAenaH BbIBO4 O JOCTOBEPHOCTM U BOCMPOU3BO-
OUMOCTN NpefcTaBfeHHOW MEeTOAMKU WOEHTU-
duUKauum ykKCycoB U3 MULLEBOTO CbIpbS U BO3-
MOXHOCTU ee MNpUMEHEHUs ANd npoBeaeHus
3KCMEepTU3bI.

Mo3xe Mbl u3yyanu npouecc MNOKopU4He-
BeHus1 Ha obpasuax OOC n OOB. AHanNorMyHbIM
0o6pa3oM Obiny nony4veHbl KMHETUYECKNE MOoAe-
nn, KOTopble MO3BOSNMIIN NMPOrHO3MPOBaTb CPOKU
XpaHeHus 3TUX NpPOAYyKTOB nepepaboTkm obne-
nuxu. Takke ObINO yCTAHOBMNEHO, YTO yaaneHve
WOHOB Xenesa aABnaeTcs 3dEKTUBHBIM CNOCO-
OOM npoaneHus cpoka XpaHeHUs 3a CYET CHU-
XEHUS1 MHTEHCUBHOCTU MNpOTEeKaHusi npouecca
NOKOpWMYHEeBEHWS. Haunydwmne pesynbTaTtbl Obl-
nn nonydveHbl B pesynbrate obpaboTku obpas-
LLOB MOHOOOMEHHBIM COPOEHTOM — TEPMOKCUOOM
3A. Ero npumeHeHvne nosBonseT yBENUYUTb
CPOK XpaHeHus B 2-2,5 pasa.

YOK 547.793.2

Taknm 006pa3oM BblUYUCIIUTESNBHBLIE 3KCMe-
PUMEHTbI Ha MoAensix AalT BO3MOXHOCTb MpO-
rHO3MPOBaTb CPOKW XPaHEeHUd, naeHTUpnumMpo-
BaTb NPOAYKTbI MO CPOKY XPAHEHUSI U KOHTPONU-
poBaTb UX Ka4yecTBO.
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NMPUMEHEHUE ALUETANEN B CUHTE3E NMPOU3BOOHbIX

1,5-ANAMUHOTETPA3OIJIA

A.B. Cbicoes, KO.B. MopoxeHko, H./. MNonok

bonbwoe sHumaHuUe 8 cospemMeHHbIX uccriedogaHusix ydesnsiemcsi COeOUHEHUSIM, codepxxauium
asazemepouyuksnbl. B mo xe epemsi, koHOeHcayusi Ux aMuHOMpPoU3800HbIX ¢ anbdeaudamu u3y4yeHa
Hedocmamou4Ho a51yboko, xoms ee npodykmel Mo2ym ripedcmasnsims onpedesieHHy UeHHOCMb Ons
psida npuknadHbix obnacmel Hayku. [aHHas paboma pacwupsiem epaHuubl rnpumMeHeHusi kapbo-
HUSbHbIX coeOUHeHUl 8 amol peakyuu, briazodaps UCMOMb308aHUI0 UX auemaribHbIX MPOU3800HbIX.

Knouesble criosa: koHOeHcauusi, mempa3sosbl, auemarnu, 1,4-yuknonpucoeduHeHue, OKUCIU-

mernbHasi Oecudpodumepusayusi.

HecoMHeHHbIE OOCTUKEHUS B XUMUU TeT-
pas3onoB B MocnegHue LEecATUrneTuss B 3Ha4u-
TENbHOW CTENeHN CBA3aHbl C LUMPOKUM MNpuUme-
HEHVEeM 3TUX COoedVHEHUN B KavecTBe WHrmou-
TOPOB KOpPpPO3uKW, CPEACTB 3aluTbl pacTEHWUH,
peareHToB B aHaNUTMYECKOW XMMWUKW, MaTepua-
nos ansa dgotoxumun. OHM C YCNEXOM UCMOSIb-

58

3yl0TCA B ra3oreHepupyoLLmx cocTaBax 1 BbICO-
KO3HepreTnyecknx matepmanax [1]. 3Hauntens-
Hble pesynbTaTbl OblnK NoMnyYeHbl NpU co3gaHum
HOBbIX JNeKapCTBEHHbIX npenapaTtoB, TakKnuxX Ha-
npuMmep, Kak nosapTaH, ABMSOWUMNCA MMNOTeH-
3MBHbIM cpeacTBoM [2]. NccnepoBaHusa nokasa-
nn, 4TO TEeTpasofibHble aHanorM asugoTMMMau-
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Ha, NposIBMAOT BGMONOrMYecKyld akTMBHOCTb MO
OoTHoLeHuto K Bupycy CllinAa [3].

B 1O Xe Bpemsi LeneBoe WUCMNONb30BaHWNE
MHOTOYMCINEHHBIX  MPOM3BOAHbLIX  TeTpasona
cAepXuBaeTcs OTCYTCTBUMEM YOOOHBIX Mpenapa-
TUBHbIX METOOOB MX CUHTE3a U HAOEXHbIX AaH-
HbIX O TepmMmuyeckux cBonctBax. [locnegHee
nMeeT BorbLlUIoe 3Ha4YeHMe NpU CO3gaHUN SHep-
rOEMKUX KOMMO3ULINIA.

B xumumn tetpasonos ocoboe mMecTo 3aHu-
MaloT aMMHOTETPAa30Mbl, KOTOPbIE MPUMEHSAIOTCA
Ona nonyyvyeHus uenoro psaa NpousBOAHbIX [4].
HecMoTpsa Ha BbICOKYH) 3HAYMMOCTb aMWHOTET-
pas3onoB B XMMWUWN NONMA30TUCTLIX FETEPOLNKITOB
MX peakumsam ¢ KapboHUMNbHBIMU COeaMHEHUSMU
yaensieTcs He[oCTaTOMHOE BHUMaHMe.

B pocTtynHOm nutepaType BCTpevyaeTcsi
KparHe Mano cBefeHun o B3ammogencteum 1,5-
onamuHoTeTpasona (1,5-0AT) ¢ kapGoHUNbHbI-
MU coeamHeHusmu. OnucaHbl NYb €ro Npoms-
BOAHbIE C rnuokcanem [5], 6eHsanbaerngom [6],
dopmanbgerngomM, aueTtoHoM, aueTunaueTo-
HOM, (hbeppoueHanbaerngom [7], TpyumeTuncu-
nNUINponuMonoBbIM anbaernaom [8].

Mbl nonbITanncb pacwmpuTb Kpyr peareH-
TOB, BblOpaB B kayecTBe OOBLEKTOB MCCreqoBa-
HUA peakumio KoHaeHcaumm 1,5-0AT c 3ame-
LLIEHHBIM YKCYCHbIM, aKpWroBbIiM, MPOMNNONOBbIM,
a TaKKke C HEeKOTOpbIMW APYrMMW anbOerngamu,
B TOM YMCIEe N coaepKalluMMm asareTepoLMKIbI.

UTto6bl m3bexaTb MoBOYHBIX peakumi u
npobnem C CUMHTE30M LENeBbIX anbaerngos,
HaMKM M3y4YyeHa BO3MOXHOCTb MNPUMEHEHUS aLle-
Tanen anbgerngoB, B CUHTE3€ MPOU3BOAHBIX
1,5-0AT. [JOCTOMHCTBO MNPUMEHEHUS aueTanen
3aKn4vaeTca B TOM, YTO MHOrue anbgerngbl He
CTabunbHbl, a HEKOTOpble MOXHO MOMy4YnTb
TONbKO C 3aLUMLLEHHON KapOOHUIBHOWM rpynno.
MeToa no3BONSIET BBOAUTL B peakuuio NHANBU-
QyanbHble aueTanu, B TOM 4Mcre 1 nabunbHbIX
anbaernaos.

KoHoeHcaums npoTekaeT B [OBE CTagun.
BHavane npoucxoguT KUCMOTHBIA  TMAPONU3
auetans, 3atem, obpasylowmincsa anbgerng
BcTynaeT B peakumio ¢ 1,5-0AT. Obe peakuun
npoTekalT B OQHOM peakTope, Npu4em anbge-
rmg nocne nepBo CTaguu He HyXaaeTcs B Bbl-
OerneHun n o4McTke M BCTynaeT B peakuuio no
Mepe HaKoMneHus.

Kak n cnegoBano oxuaaTtb, peakums KOH-
aeHcauum 1,5-0AT ¢ Ha3BaHHbLIMU Bbillie anbae-
rmgaMum npoTekaeT MO aMWHOrpynne, Haxopas-
Lencsa B MEpBOM MOSIOXEHUM TETPa3OsIbHOro
uuMKna, B CBSA3N C ee Oonbluen HykreounbHo-
CTbl0. HecMoOTpsa Ha BapbupoBaHue napameTtpa-
MU npouecca (Temnepatypa, pH cpegpl, nonsp-
HOCTb PacTBOPUTENS, COOTHOLLUEHWSI peareHToB),
NpoBeCTU KOHAEHCaUuo No amMuHorpynne B Ns-
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TOM NONOXeHun He yaanocb. He BcTynaeT B 3Ty
peakuuto B aHarormyHblX YcrosBusax wu S-
amMuHOTEeTpason.

Mpn nccnepoBaHun obnacTv NpUMeHeHus
aueTtanen B CUMHTE3e a30METUHOB BbISCHUIIOCh,
4YTO MeToA UMeeT A0CTaTOYHO ObLWMi XapakTep
N MOXeT ObITb C yCNexom NPUMEHEH AN CUHTe-
3a wmpokoro kpyra N'-3amelleHHbIX npoussop-
Hbix 1,5-0AT C He3HaunTernbHON KOPPEKTUPOB-
kou ycnosui. (Cxema 1).

HoN /o + NH
YN\ /OR H /N\ 2
N + R-CH —> N
/N\ 7 N / AN —N_ =
H,N N OR/ N \N/\R
1 2 3 a-e
Fne R=
a. CHy r. CH,OCH,
6. CH,Br A. CH,=CH
B. CHyN3 e.CH=¢
Cxema 1.

B TO e BpemMs pesynbTaT KOHAeHcauuu
3aBUCUT OT MPUPOAbI anbaervaa, ero crabunb-
HOCTW B YCIOBUSIX PeaKLUOHHONM cpefpbl. Tak Ha-
npuMmep, He yadanocb MPOBECTU KOHOEHCauuMto
1,5-amamuHoTeTpasona Cc AuaTunadeTansmMu
a-GpomMakpunoBoro, a-6poMManoHOBOrO M HUT-
POYKCYCHOro anbaerngoB. 3TO MOXHO OObsc-
HUTb BbICOKMMMW CKOPOCTSMU CaMOKOHOEHCaLmm
1 NoNUMepu3aLun NepedmcrieHHbIX anbaernaos,
KOTOpble MPEeBbIAT CKOPOCTb Peakuum KOH-
peHcauunn ¢ 1,5-0AT. MNoaTeepxxaeHnem gaHHOM
TOYKN 3PEHMS CRYXUT pakT obpasoBaHus 3Ha-
YNTENbHOro KOMM4YecTBa CMOMbl B MpoAyKTax
peakumn. OTpuuaTtenbHbli pesynbTaT Obin Tak-
e Mony4eH npwv MnonbiTke MPOBECTU KOHAEHCa-
unio 1,5-0AT ¢ amastunaueTanem aueTOKCUYK-
CyCHOro anbfervaa, BcrecTBMe HU3KOW YCTOW-
YMBOCTU aLLETOKCUIPYNMbl B KUCINOW cpege.

Mpu wunccnegoBaHuM peakumn auetanen
Hamu ObINO Mokas3aHo, YTO B KOHAEHCauuo Mo-
ryT Takke BcTynatb u komnnekcol 1,5-0AT ¢ co-
naMmu Tshkenblx MeTannos. [Mpu aTom npoumcxo-
OVT paspylleHne UCXOOHOro KoMMiekca, u pe-
aKumMsi KoHAEeHCauMu npoTekaeT Mo OOblYHOM
cxeme. Tak, CMHTE3MPOBAHHLIN ANs 3TOW Lenu
1,5-anamumHoTteTtpasonunkobansT (I) xnopug, (4)
onucaHHbI B paboTe [7], pearvpyeT ¢ auetanem
(26) c¢ obpasoBaHnem 2-6pomatTunuageH-1H-
TeTpason-1,5-gnammHa (36). (Cxema 2). OpgHa-
Ko, NpoaykT peakuun (30) yxe He cnocobeH aa-
BaTb KOMMEKCHI C TSHXKENbIMU MeTarnnamu.

NH,
/N# . /N%NHZ
C0< N ) Cl, + 26 —— N
\\N/N\ N /N\
NH, N N=/\Br
4 36

Cxema 2.
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B cnyyae wucnonb3oBaHusA Auanbaernaos
peakumsi KOHAeHcauuu npoTekaeT C ydacTuem
06enx kapboHunbHbIX rpynn (Cxema 3).

HzN R'O OR/ +
YN\ \ / H
A Sl

~

N N RO OR!

1 5a,6
NH,
/N\ H2N /N
— N \N
NN R 7

Fne R= fo) 6a,6
\ /CH2
N=N
a Y, \
H,C o}
AN
6. N_ 2N
N
Cxema 3.

CoeguHerne (56) — 1 — (2,2 — QUaTOKCK-
atun) — 4 — (amnatokcumeTun) — 1H — 1,2,3 —
Tpuasorn, WCNonb3oBaHHOEe B cuHTe3e (66) no-
ny4yeHo Hamu BrepBble Mo cxeme 4:

OC,H,
:—< + N3/YOCZH5 CuCl
OC,Hg OC,Hs
2e 2B
OCyHs
— OO N\N//N OCzHs
OCzH5
56
Cxema 4.

Bonblwon nvHTepec npeacTaBnsioT Npon3-
BogHble  1,5-0AT, Bknovawowme rpynnupoBKu
OCHOBHOro xapakrtepa. [pakTnyeckum uHTepec
3TUX COEAMHEHUN 3aKNo4aeTCsl B BO3MOXHOCTU
MUX UCNOSb30BaHUSA B peakuusiX C KUCMOTHbIMU
peareHTamu. YOOOHbIMU ANst 3TUX Uenew sSBns-
I0TCA aueTanu, CoaepXallime aMMHO- UIN arnku-
naMmuHorpynmny.

Tak, Hamn Obina wuccregoBaHa peakums
koHaeHcauuun 1,5-0AT c guatunauetanem amu-
HoaueTanbgernga, B NpUCYTCTBUM KUCHOT pas-
nun4yHoro xapaktepa (Cxema 5).
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H,oN
2 /N\ OC;H5 HX+
N + HoN —
N< 7
HNT N OC,Hs
1 7
NH
/NY 2
N\\N/N . X
N
N=""NH,
8 a-B
Fne X= _
(0]
a. OxN NO, 6. NO3
B. C|O;
NO,
Cxema 5.

CoeguHeHuns (86, B), B BblaeneHbl C OTHO-
CUTENBbHO HU3KMMU Bbixodamu (26-28%), Bcnea-
CTBUE OKUCIEHWSI U OCMOneHusa obpasytoLero-
cda nocrne rmaponusa auetansi amvHoaueTanb-
neruaa.

CoeauvHenne (8) B Buge cBobogHOro OCHo-
BaHus (B MHAMBUAOYaNbHOM BUOE He BbIOENAnn)
JaeT B BOAHOW cpede YCTOMYMBLIN KOMMISIEKC
(11) ¢ 4,6-guHuTpobeHsodypokcaHom (9), obpa-
30BaHMe KOTOPOro NpoTekaeT no cxeme 6:

NO, NO,
/N\ /N\ .
- /O + HOH—>» /o + H
O,N N SN
2 Y O,N h
0 H ©OH o
10

9

NO,
NH
N 2 N
—» [N

8+ 10 \\N/N\ . - 0

NJ\NH3 O,N ¥

OH o

11
Cxema 6.

He ynanocb nonyuntb cBo60aHOE OCHOBa-
Hue (8) BoccTaHOBMEHWEM 2-a3ngoSTUNUAEH-
1H-TteTpason-1,5-anamuna (3B) TpndeHnndgoc-
dUHOM 1 Boprmapuaom HaTpus.

[Mpn M3y4eHUM XUMUYECKMX CBOWCTB CO-
eanHeHun (3a-e) u (6a, 6) 6bINO yCTAHOBIEHO,
YTO OHW MeAJSIEHHO pasnaratlTCcd B MOMSPHbIX
pacteoputensx (AM®A, IMCO), ocobeHHO npwu
nosbiWweHHoN Temnepatype. OgHako, Kak noka-
3biBaeT aHanu3 OTIA, B Kpuctannmyeckom co-
CTOSIHAM OHW BMOSIHE CTabWIbHLI NpU Temnepa-
Typax 100 °C n Gonee. HekoTopble U3 HUX 5iB-
NATCA TEPMOCTONKMMU COEOAUHEHUAMU C TEM-
nepaTypo Ha4vana WMHTEHCMBHOIO pPasrioXeHus
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150-200 °C. Oanuble OTFA cuHTE3npOBaHHbLIX
coeAnHeHWI npeacTaeneHsl B Tabnuue 1.

CoeavHeHuve (3e) rmagko BCTynaeT B peak-
UMM OKUCIUTENBHON Aervapogumepusaumm u
OUMONSAPHOTO  LUKMONPUCOEAMHEHNS OpraHm4e-
CKMX a3ngoB Mo TPOWHOW CBA3M C 0bpa3oBaHNEM
BMUMHanNbHbIX Tpuasonos. [lepBas peakums
npeacTaBneHa HUXe:

N
I, CH:N
\( y cucl, ¢y
N. NELR / >
NH, NH,
o =N
~ N - - INS //N
N\N’ N N N
12
Cxema 7.

Peakumsa uuknonpucoeouHeHus auetans
(2B) k npoussogHomy 1,5-OAT (3e), katanuau-
pyemasi NonyxrnopucTo Meabto, NPOTeKaeT pe-
rMocenekTnBHoO, ¢ obpasoBaHveM 1,4-usomepa,

NH,
NS OCaHs ey
N, N / + N3 CuC
N™ T SN= OC,Hs
3e 2B
HN N,
CoHs0 N
— NN
C,HO N. N
25 N
13
Cxema 8.

[Mpn M3yyeHMn peakumn OMNOMASIPHONO LMK-
nonpucoeanHeHns (3B) Gbina obHapyxeHa ero
WHEPTHOCTb MNpW B3aMMOAEWCTBUM C MOHO3a-
MeLLIEHHbIMM aueTurieHamMKn, TakKMMKn Kak nponap-
TMOBbLIA CNUPT, Nponaprunépommna, guatunade-
Tanb NPONUOSOBOrO anbgernga u nNnpovM3Bo4HOE
1,5-0AT (3e), B pacTBopuTendx  pasnuyHou
npupogpbl. OcmoneHne cybetparta (3B) nponcxo-
OUT WU B peakuum C aunponaprunaueranem
OpomaueTanbagernga, nosydeHme KoToporo onu-
caHo B paboTax [9,10].

4yTO noaTeepxaaeTcs JaHHbIMU AMP-
CMEKTPOCKOMMUM.
Tabnuua 1
Tepmunyeckne xapakTepuUCTUKM CUHTE3MPOBAHHBLIX COEANHEHUN
CTaJJ,VIﬂ pa3noXxeHna

Ne coeguHeHns | Il 1]
T7,°C I n% [ Qoxr | T.°C [ n% | Qoxr | T.°C | n,% [ Q,Owr

3a 162,96 88,13 1080,0 - -

36 172,92 22,42 244.6 247,19 | 33,82 | -53,61 -

3B 169,01 81,85 562,53 - -

30 134,25 99,0 1050,0 - -

3e 180,72 - 133,05 - -

56 150,39 | 98,59 220,58 - -

6a 161,74 60,55 703,21 - -

66 149,56 10,2 -431,3 180,53 63,71 2130,0 -

8a 139,44 67,71 -63,63 312,99 18,00 2850,0 -

86 160,04 62,14 3740 - -
8s 177,96 | 26,77 516,56 209,33 | 31,41 | 1150 291,03 25,02 112,63

11 173,46 89,28 229,19 - -

12 171,52 68,55 2090,0 - -

13 127,09 6,0 347,67 169,77 | 52,60 | 1610,0 -

SKCNEPUMEHTAJIbHAA YACTb

[[@30-KMOKOCTHYO  XpomaTtorpaguio  Bbl-
nonHanu Ha nputope JIXM-8M[I c¢ katapomeT-
poMm. Wcnonb3oBanun konoHkn 30004 mMm C
12,5% M3rA nHa Chromaton-H n 1000x4 mm ¢
15% Apiezon-L Ha Chromaton-N-AW, ras-
HocuTenb, Bogopon (30 mn/muH). ToHkocnown-
HYl0 Xpomatorpaduio NPoBOAUNMN Ha MIacTUH-
kax Alufol (Merck), nposiBrieHne B Y®-ceete. VK-

[MOI3YHOBCKMN BECTHUK Ne 4-1 2011

CMEeKTPbl 3anuncaHbl Ha cnektpodoTomeTpe Shi-
madzu FTIR-9600. AMP-cnekTpbl 3anncaHbl Ha
npm6ope Bruker AM-400 Pa6oqme YyacToTbl
400,13 ( H) n 100,78 MI'y ( C] B pacTBopax
OMCO-ds, BHyTpeHHUIA cTaHgapT — TMC. Oud-
dhepeHumnanbHbIN TEPMOrpaBUMETPUYECKUNA
aHanua npoBoaunu Ha npubope Mettler Toledo
851, B uHTepBane temnepatyp 25-350 °C, B TO-
Ke cyxoro asoTa, CKOpOCTb ﬂpOTH)KKM asorta 30
MI/MWH, ckopocTb Harpesa 10 °C/MuH, Marepu-
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an turna Al,O3;. OnNemMeHTHbIN aHanu3 ocyLLecT-
Bnann Ha CHN-aHanusatope (mopenb 1106
«Carlo Erba», Wtanus). [daHHble aneMeHTHOro
aHanmMsa ¢ [JOoMyCTMMOW MOrpPeLIHOCTbI COOT-
BETCTBYIOT pacyeTHbIM 3Ha4YeHUAM COAEpXKaHWs
COOTBETCTBYIOLLUX aTOMOB.
dmunupeH-1H-tetpason-1,5-guamuH (3a).
B gByropnyto konby, CHaGXeHHYyK MarHUTHOM
MeLuarnkon, TEpMOMETPOM W 0BpaTHbIM XOro-
aunbHukom nomewatT 5,0r (0,05 monb) 1,5-
OwamuHoTeTpasona, 7,1 r (0,06 monb) anaTtun-
aueTans ykcycHoro ansgaervga, 100 mn Bofsl u
0,5 mn HCI(koHu,.). PeakumoHHy0 cMecb nepe-
MeLmBaloT npu Temnepartype 60-65 °C B Teve-
HWUK 2 yacoB. BeinaBlume no oxnaxageHun 6enbie
KpucTannbl  OTWUNbTPOBLIBAOT, MNPOMbIBAKOT
XOMNOAHOW BOAOWM M cywaT B BaKyyM-9KCMKaTope
Hag KOH. Beixog 5,67 r (90,2%). T,,=160-162"C
(pasn.). R=0,64 (xnopogopm-meTaHon 5:1).

VK cnektp (KBr), v, cM™: 3303 (NH,); 2922
(CH); 1676 (C=N); 1628 (NH;); 1157, 1109,
1064, 952 (umkn).

AnnunupgeH-1H-tetpason-1,5-guamuH
(3m). B Tpexropnyto konby, BMectumocTbto 100
MI1, CHabXEeHHY MarHWTHOW MeLlankon, ka-
nenbHOM BOPOHKOW, TEPMOMETPOM 1 0BpaTHbIM
xonoaunbHukom, nomewatot 7,0 r (0,07 monb)
1,5-anamuHoteTtpasona, 70,0 mn sBoabl n 0,7 mn
HClI(koHu,). K HarpeToi ao 60-65 °C peakumoH-
HOW CMecK npu nepemelumBaHnn 4o3npyroT 4,7 1
(0,08 monb) akpunoBoro anbgervga B TeYeHue
30 MuH. o oKOHYaHWM O03MPOBKN CMECh nepe-
MewmnBaT 14 Mpu ykasaHHOW Bbille Temnepa-
Type n oxnaxpgatT. BeinaBwue kpucrtannbl oT-
UnNbLTPOBLIBAKOT, MPOMbLIBAKOT XONIO4HON BOOON
W cywat B BakyyM-akcukaTope Hag KOH. Beixoa
6,2 r (64,2%). Tn=130-132°C (paan.). R=0,61
(xnopodopm-meTaHon 5:1).

VK cnextp (KBr), v, cm™: 3317 (NH,); 2934
(CH); 1649 (NH,); 1580 (C=C), 1114, 1077, 999,
943 (umkn).

MponuHunnpexH-1H-tetpason-1,5-
AvamuH (3e). B geyropnyto konby, Bmectumo-
cTbto 50 Mn, cHabXeHHyl MarHuTHOM Melan-
KOW, TepMOMeTpOM W obpaTHbIM XONOAWMbHU-
kom nomewawT 1,13r (11,3 wmmonb) 1,5-
OnamuHoTeTpasona, 1,74 r (0,06 monk) anaTtun-
aueTtans nponuonosoro ansgervaa, 20 mn sodbl
n 0,2 mn HCI(koHu.). PeakunoHHyto cmecb ne-
pemelumBatloT npu temnepatype 60-65 °C B Te-
YyeHMU 4Yaca. BbinaBwme MO OXNaXOEeHUW Kpu-
cTannbl OTPUILTPOBLIBAIOT, NPOMbIBAKOT BOOOM,
CMMPTOM U cywaT B BaKyyM-3KCUKatope Hag
KOH. Bbixog 1,41 r (91,4%). Tan=164°C (paan.).
R=0,74 (atunauetaT-metaHon 30:1).

WK cnekTp (KBr), v, cm™: 3466 (NH,); 3296
(-C=CH); 2928 (CH); 2112 (C=C); 1658 (C=N);
1651 (NH.); 1124, 1107, 1039, 732 (unkn).
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2-6pomatunupeH-1H-retpason-1,5-
AvamuH (36). B gByropnyto konby, BMecTUmo-
cTbto 50 Mn, cHaGXeHHyl MarHMTHOW Meluan-
KOW, TepMOMETPOM W obpaTHbIM XONOAWUIbHU-
KoM nomewatT 2,25r (22,5 wmmonb) 1,5-
anamuHoTteTpasona, 5,0 r (0,025 monk) anatun-
auetans Opomauetanbgernga, 40 mn Bogbl U
0,3 mn HCI(koHu.). PeakumoHHy0 cmecb nepe-
MelmBaloT npu temnepatype 70-75 °C B Teve-
Hue 2 4. BeinaBwime no oxnaxgeHun kpuctannsol
OT(PMNLTPOBLIBAIOT, MPOMbLIBAIOT BOAOW, ChMP-
TOM W cywaTt B Bakyym-akcukatope Hap KOH.
Boeixog 3,32 r (72,7%). T,,=145-146 °c (pasn.).
R=0,62 (xnopodopm-meTaHon 5:1).

VK cnexTp (KBr), v, cM™: 3300 (NH,); 2924
(C-H); 1658 (C=N); 1643 (NH,); 1174, 1058, 981
(umkr), 619 (C-Br).

2-meTokcuaTunuaeH-1H-rerpason-1,5-
anamuH (3r). B gByropnyto konby, BMeCTUMO-
ctbto 50 Mn, cHabGXeHHyt MarHUTHOW Meluarn-
KOW, TepMOMeTpoM W obpaTHbIM XONoAWUMbHU-
kom nomewatr 1,0 r (0,01 wmomb) 1,5-
AnamuHoTteTtpasona, 1,63 r (0,011 monb) Au-
aTunaueTans MeTOKCUyKCycHoro anbgernga, 25
mn Bogbl 1 0,1 mn HCI(koHu.). PeakunoHHyto
cMecb nepemeluvBatoT npu Temnepartype 70-75
°C B TeyeHue 1 uyaca. BbinaBlume Mo oxnaxae-
HUW KpUCTanmnbl OTUNBTPOBLIBAIOT, NMPOMbIBA-
IOT XONIOAHOW BOAOW M CywaT B BaKyyMm-
akcukatope Hag KOH. Beixog 0,92 r (59,4%).
Tn=141-143 °C (pasn.).

MK cnekTp (KBr), v, cM™: 3269 (NH,); 2941
(C-H); 1640 (C=N); 1625 (NHy); 1092 (C-O-C);
970 (umkn).

2-asnpoatunuageH-1H-retpason-1,5-
AvamuH (3B). B gByropnyto konby, BMecTumo-
cTbto 50 Mn, CHaGXeHHy MarHUTHOW Mmellan-
KOW, TepMOMETPOM W obpaTHbIM XONOAWUMbHU-
KoM nomewatt 2,87 r (28,7 mmonb) 1,5-
AnamuHoTeTpasona, 5,02 r (31,6 mmons) au-
aTunaueTans asugoauetanbgernga, 40 mn Bo-
apl n 0,3 mn HCI(koHu,.). PeakumoHHyo cmech
nepemMelumsarot npu Temnepartype 70-75 °C B
TeyeHne 2 4. BbinaBwme no oxnaxgeHun Kpu-
cTannbl OT(MNLTPOBLIBAIOT, NPOMBLIBAIOT BOAOMN,
CMMPTOM U cywaT B BaKyyM-dKCuKatope Hap
KOH. Bbixog 4,10 r (86,8%). T.n=165°C (pasn.).
R=0,54 (xnopodopm-meTaHon 5:1).

VK cnekTp (KBr), v, cM™: 3360(-NH,); 2898
(-CH); 2122 (N3); 1639 (C=N); 1581 (NH,); 1111,
1072, 985 (umkn).

Cnektp AMP 'H, 5, M40 8,35 T (CH); 6,84
¢ (NHy); 4,25 g (CHy,).

Cnektp AMP '°C, &, m.a.0 50,22 (CH,);
152,41 (C-teTpasonbHbiv); 154,04 (CH).

1 - (2,2 — pnatokcmnatun) — 4 — (ANITOK-
cumeTtun) — 1H — 1,2,3 — Tpua3son (56). B kpyr-
nofoHHY0 konby, cHabXeHHylo obpaTHbIM XO-
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noauneHukom, nomewaot 2,6 r (0,016 monb)
anatunauertans asugoauetanbgervpa, 2,05 r
(0,016 wmonb) guaTUNaueTansd MNpPONMONOBOro
anbgernga, 30 mn ataHona u 0,099 r (0,001
Monb) nonyxnopucton megn. Cmecb KUNATAT 7
YacoB U punbTPYOT. PacTBopuTENb OTFOHSAOT B
Bakyyme. OCTaTOK O4YMLLAOT KOFIOHOYHOW XpO-
Martorpacpmen Ha okucu antomuHus ll-cteneHn
aKTMBHOCTM, 3MOEHT: CMECb dTunaleTaTa u rek-
caHa, 1:10-1:1. Bbixog 4,24 r (91,1 %), xentas
xngkoctb, R=0,65 (rekcan-atunauerar 1:1).

WK cnektp (nnewka), v, cm: 3136 (-CH
umkna); 2979, 2886 (-CH auetanbHble); 1123,
1063 (C-O-C B auetanax u acupax); 837, 792
(umkr).

2-(5-amuHo-1-H-TeTpaszon-1-un)uMmHo-
atun)-1H-1,2,3-tpnason-4-un)-metTuneH)-1H-
TeTpa3on-1,5-guamuH (66). B koHM4YecCkyto Kon-
Oy, emkoctbto 100 mn, nomewatot 6,0 r (0,02
Monb) 1 — (2,2 — ouaTokeuaTtun) — 4 — (AMaTokK-
cuvetun) — 1H — 1,2,3 — Tpmnasona (56), 4,0 r
(0,04 monb) 1,5-anamnHoTteTpasona, 40 mn Bo-
abl n 0,4 mn HCI(koHU,.). PeakumoHHy0 cMmech
nepemelumsaloT npu 70 °C 2 y. BbinasLme no
OXNaXOeHnn KpucTtannbl  OTGUNLTPOBLIBAOT,
NpOMbIBaOT BOAOW, CIMPTOM M CyllaT B BaKyyM-
akcukatope Hag KOH. Beixog 4,93 r (78,4%).
T.,=150-152°C. R=0,67 (Tro-auetoH 5:1).

WK cnektp (KBr), v, cM™": 3363(-NH,); 2978
(C-H); 1656 (C=N); 1615 (NH,); 1116, 1060, 985
(TeTpasonbHbIN UukN); 781 (TpMasonbHbIN LMKIT).

Cnektp AMP 1H, 0, m.g.: 5,04 k (CH,); 6,79
¢ (NHy); 9,09 g (CH); 9,77 m (CH TpunasonbHbIn);
9,87 1 (CH).

Cnektp AMP C, 5, m.ao.0 47,12 (CH.);
127,84  (CH-TpmasonbHbIn); 133,02 (C-
TpuasonbHbit); 135,75 (CH); 143,53 (C-
TeTpasonbHbIn); 148,96 (CH).

2-(5-amuHo-1H-TeTpason-1-unummnHo)-
3Tun)-2-(5-amuHo-1H-tetpason-1-MnMmmHo)-
aTtun)-pguaseH-1,2-guokcug (6a). B asyropnyto
Konoby, BMecTMmocTbio 50 mn, cHabXeHHy mar-
HUTHOM MeLLankon, TepMOMETPOM U OBpaTHbIM
xonogunbHnkoM nometdatot 1,48 r (14,8 mmonb)
1,5-gnamuHoTeTpasona, 3,0 r (74,0 mmonb) 6uc-
(2,2-gpubyTtokcmatun)-guaseH N,N'-amokcuaa, 30
mn Boabl U 0,2 mn HCI(koHu.). PeakunoHHyto
CMecCb nepemeLLmBatoT npu Temnepatype 70-75
°C B Teuenue 5 y. Bbinaslive Mo OXNaxaeHUM
KpucTannbl  OTUNbTPOBLIBAOT, NPOMbIBAOT
crnepBa BOOOW, cyllaT B BaKyyM-3KCUKaTope Hag
KOH. OuunwatoT KOMOHOYHOW Xpomartorpadmen
Ha okucu anmoMuHusg ll-cteneHn akTUBHOCTH,
antoeHT: Trd-auetoH 10:1-1:1. Bbixog 0,52 r
(22,7%). Ton=154-156°C. R=0,76 (Tr®d-aueToH
5:1).
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WK cnektp (KBr), v, cm™: 3323(-NH,); 2928
(C-H); 1660 (C=N); 1633 (NH); 1579 (onase-
Hokema); 1118, 1057, 993 (umkn).

Cnektp AMP 'H, 5, Mm.4.: 6,69 ¢ (NHy); 8,47
T (CH); 4,78 o (CH,).

Cnektp AMP '°C, &, m.a.. 157,53 (CH);
152,09 (C-teTpasonbHbin); 65,39 (CH,).

N1-[1 -(2,2-gnatokcnatun)-1H-[1,2,3]-
Tpnason-4-unmetuneH]-retpason-1,5-guamumH
(13). B kpyrnogoHHyto konby, BMecTumocTbto 50
mn, nomewatot 1,0 r (74,0 MMOnb) NPOMUHUIK-
aeH-1H-tetpason-1,5-guamuna, 1,3 r (81,0
MMOInb) AuaTunaueTans asupoaueTtanbaervaa,
katanutuyeckoe konumyectso CuCl n 30 mn aTa-
Hona. Cmeckb kunaTaT 4,5 4 n ounbtpytoT. Pac-
TBOpPUTESNb OTIOHSKOT NMPW MOHMXEHHOM AaBrie-
HuM. OcTaTok XpomaTtorpadvpyoT Ha OKUCK
anoMnHns l-cteneHn akTUBHOCTK, SMKOEHT: rek-
caH-aTunadetat 10:1-1:1, 3atemM rekcaH-
atTunauetaT-aTadHon 50:50:30. Beixog 0,91 r
(46,1%). R=0,55 (atunauetar-metaHon 30:1).

VK cnektp (KBr), v, cm™: 3367(-NH,); 3205
(C-H TtpuasonbHoro uukna); 2976 (C-H); 1657
(C=N); 1620 (NH,); 1165, 1060 (C-O-C); 1020,
995 (TeTpasonbHbIA umMkn); 781 (TpMasonbHbIV
LMKIT).

Cnektp AMP 'H, 3, Mm.4.: 9,34 m (CH Tpna-
3onbHbIN); 9,09 g (CH); 6,95 ¢ (NH,); 4,88 m (CH
auetanbHbii); 3,64 m (CH,); 3,48 m (CH, aue-
TanbHble); 1,06 m (CH; aueTanbHbie).

Cnektp AMP *C, 8, m.4.: 152,96 (C TeTpa-
3onbHbIN); 145,96 (CH); 141,44 (CH Tpmnasonk-
Hbin); 127,83 (C Tpmason); 100,01 (CH aue-
TaneHbI); 62,83 (CH, aueTtanbHble); 52,55
(CHy); 15,37 (CH3 aueTtanbHbie).

N,N’-reKca-2,4-,qum-|-1 ,6-anunupeHouc-
1H-teTpason-1,5-auamun (12). B asyropnyto
konby, BmectumocTbto 100 Mm, cHabXeHHyto
TpyOkow Ans BBOAa rasa, obpaTHbIM XOroausb-
HukoM, nomewaroT 1,0 r (74,0 Mmmonb) NPOMUHK-
nnpen-1H-tetpason-1,5-guamumnHa, 30 mn meTa-
Hona n 0,02 r CuCl, pacTBopeHHOM B 1 MN MK-
puanHa. Yepes cmecb 6apboTupyloT BO3OyX B
TedeHue 18 4. PeakumoHHyto cmecb unbTpytoT
B ropsiuem Buae, punbTpaT ynapvearoT npu no-
HWKEHHOM [aBrieHUW, OCTaToK Xpomartorpadu-
PYHOT Ha OKMUCK anioMuHus |l-cteneHn akTMBHO-
CTW, 3MeHT: xnopodopMm-meTaHon 10:1-2:1.
Beixog 0,53 r (53,5%). Tnn=163-165°C. R=0,57
(3Tnauetart-metaHon 30:1).

VK cnekTp (KBr), v, cM™": 3320(-NH,); 1648

(C=N); 1585 (NH,); 1146, 1113, 1056, 976
(umkn).

Cnektp AMP 'H, 8, m.4.: 6,85 ¢ (NH,); 7,65
¢ (CH).

Cnektp AMP °C, 8, m.o.: 58,00 (C-CH);
67,41 (C-C); 151,82 (C TeTpasonbHbiv); 155,83
(CH).
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MukpaTt 2-amuHoaTunuaeH-1H-teTpason-
1,5-anamuna (8a). B koHuuyeckyo konby, Bme-
ctumocTtblo 150 mn nomewatotr 1,43 r (14,3
MMonb) 1,5-guamuHoteTpasona, 2,0 r (15,0
MMOIb) AvaTunaueTans amuHoaueTanbaervaa,
30 mn Bogpl n 2,0 mn HCI(koHu.). Cmecb nepe-
MELUMBAKOT Mpu 60-65°C 1 4 n oxnaxpatoT. Pe-
aKUMOHHYI0 Maccy HeuntpanuaytoT Na,CO; go
pH=8, pobaensatoT pacteop 3,28 r (0,0143 monb)
NMUKPUHOBOW KMCMOTbl B aTaHone. Cmecb nepe-
mMewumsatoT npu 30-35 °C 30 MUHYT 1 OCTaBnsoT
npu 5 °C Ha CyTku. BblinaBlwuvn nNpoaykT oOT-
VNbTPOBLIBAKT U ABaXAbl NepeKpucTannm3o-
BbolBalOT M3 Boabl. Beixog 4,05 r (76,5%).
Ton=206-208°C (paan.).

WK criektp (KBr), v, cM™: 3445 (OH); 3083
(C-H apomatnueckume); 2920 (C-H); 1636 (C=N);
1615 (NHy); 1343, 1565 (NO,), 1164, 1078,
1059, 942 (umkn), 719 (6eH30nbHOE KOMbLO).

Cnektp AMP 'H, 5, m.A. 3,09 M (CH,);
798 1 (CH); 830 ¢ (NHy); 859 c (CH-
apomartumyeckue).

Cnektp AMP "°C, 5, m.o.: 45,89 (CH,);
125,35 (CH-apomatudeckue); 140,71, 141,89
(C-NOy); 146,07 (CH); 152,31(C-
TeTpasonbHbIn); 160,95 (C-0).

Hutpat 2-ammHoatunupeH-1H-reTpason-
1,5-amammHa (86) m nepxnopatr  2-
amunHoatTunuaeH-1H-rerpason-1,5-gnammHa
(8B). B KkoHM4eckyto konby, BmecTumocTbio 50
mn, nomewatrT 2,25 r (0,0225 wmonb) 1,5-
AOnamuHoTeTpasona, 3,0 r (22,5 mmons) anaTtun-
aueTtans amuHoaueTansgermnga n 10-% pacteop
CcooTBeTCTBYOLWEN KncnoTbl o pH=2. Peakuun-
OHHYIO CMecCb nepemelumsaroT npu 60 °%C1um
oxnaxpgatoT. BeinaBwyto conb unbTpytoT, Npo-
MbIBaKOT CNUPTOM, 3¢hMpoM. Beixoa coeamHeHus
(88) 1,46 1 (26,8%). Ty=179-180°C (pa3n.), co-
eanHeHns (86) 2,22 r (48,2%). Tn,=156-157 °C
(pasn.).

WK-cnextp (88) (KBr), v, cM™": 3353 (-NH,);
3152 (-NH B NHj3"); 2931 (CH); 1657 (C=N);
1109, 1078, 1002 (uukn); 627 (ClOy).

Cnektp AMP 1H, 0, m.4.: 6,36 g (CH,); 7,18
¢ (NHy); 8,47 1 (CH).

WK-cnektp (86) (KBr), v, cm™: 3351 (-NHy);
3142 (-NH B NH3"); 2932 (CH); 1657 (C=N);
1360, 813 (NO3); 1118, 1070,994 (umkn).
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CnexTp AMP 1H, 0, m.4.: 4,26 o (CHy); 7,17
¢ (NH,); 8,46 T (CH).

Cnektp AMP Bc, 5, m.a. 41,60 (CHy);
151,78 (CH); 152,71 (C-TeTpas3onbHbI).

Komnnekc 2-amnHoaTunnaeH-1H-
TeTpason-1,5-guamuHa c 4,6-
ANHNTpoGeH3odypokcaHom (11). B KoHuue-
ckyto konby, emkocTtbto 100 mn nomewarot 1,43
r (14,3 mmonb) 1,5-anamuHoteTtpasona, 1,9 r
(14,3 mmonb) guatunaueTans amuHoaueTtarb-
aermpa, 20 mn Bogpl, 1,5 mn (17,7 mmonb)
HCI(koHu.). PeakunoHHylo cMecb nepemelumsa-
toT npu 60 °C 1 4 n oxnaxaator. MpunueatoTt 2,5
mn (17,7 MMonb) TpMaTunaMmuMHa nepemelumsa-
toT 10 MyvH 1 npunmeatoT pacteop 3,23 r (14,3
MMonb) 4,6-anHuTpobeH3odypokcaHa B 30 mn
Tr®. Cmech nepemelumaiot 30 MuH npwm 35 °C,
nobasnsT 100 Mn BOAbI U OCTaBASOT Npu 5°C
Ha cyTku. BbimaBwunm KOMMNeKc oTunbTPOBbI-
BalOT, MPOMbIBAKOT BOOOW, 3aTEM TONyOroOM MoKa
dunbTpat He cTaHeT 6ecuBeTHbIM. Bbixog 1,49 1
(28,4%). T.,=85-88°C . R=0,53 (xnopochopm-
mMeTaHon 2:1).

VK cnektp (KBr), v, cm™: 3431 (OH); 3086
(CH-apomatuuyeckue); 1629 (ONO; C=N); 1540,
1344 (NO,); 1170, 1068, 1035 (uwmkn); 734
(6eH3onbHOE KOMbL).
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