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V3ydeHo aJKMIIMpOBaHUE HATPHEBOM COJIM S-HUTPOTETpas3oia AUMETHICYIb(aToM B IBYX(a3HOH cUCTeMe BOIA — XJIOPUCTHIH METHIICH
B NPHCYTCTBUM KaTaimu3aTopa MexdasHoro mepeHoca — Opomupa TeTpaOyruinaMMoHus. B pesynpraTre peakiuu oOpasyercs cMech
peruon3zoMepoB — 1-MeTui- u 2-MeTHII-5-HUTPOTETPA30JI0B — B COOTHOMIEHUH 1:3. 2-MeTHiI-5-HUTPOTETPa30II BBIACIEH U3 3TOH CMECH
B MHAUBHUIYAJIbHOM BHIE C BBIXOJIOM 52%. IIpumeHenne Mex(dazHOTO KaTanu3a MO3BOJIAET MONydaTh N-aJKHIIIPOH3BOAHBIE 5-HUTPO-
TeTpasoyna B YCJOBHUSX, HE TPEOYIOUIMX INpPEIBAPUTEIBHOIO BBIJENCHUS M3 BOJHBIX PACTBOPOB COJICH S5-HUTPOTETpa3oisa, KOTOPHIE

001a1af0T BBICOKOH TyBCTBUTEIBHOCTHIO K yapy U TPEHHIO.

KioueBble cioBa: OpoMun TeTpaOyTHIAMMOHUS, |-METHI-5-HUTPOTETPa3od, 2-MEeTHI-5-HUTPOTETPa3oll, HaTpueBas COJb S-HHUTPO-
TeTpa3olia, aKHINPOBaHNE, AByX(ha3Hast CHCTeMa BOAA — OPTaHNIECKUH paCTBOPUTENb, MEK(a3HBII KaTanus.

Terpazon B psay a3o070B (MCKIIOYAsT THUMOTETHUECKHMA
MIEHTa301) 00JIalaeT MaKCUMAJIBHBIM COAEp)KaHHEM a30Ta
(80%), BBICOKHM MOJIOKUTEIHHBIMU 3HAYEHUEM DHTAIBITUU
00pa3oBaHusi U OTHOCUTEIBHO HEBBICOKOM, IO CPAaBHEHHIO
C a3uJIoM BOJOpOJA M anu(aTUueCKUMHU a3HuJaMH, 4yB-
CTBUTCJIIBHOCTBKO K Ha4daJIbHbIM I/IMl'Iy.]'H)CE:lM.1 Ha ocnHoBe
TIPOU3BOJIHBIX TETPA30Jia MOJYUCHbI MHUIUUPYIONINE B3PbLIB-
YaTbIC BEIICCTBA, a TAK)KEC KOMIIOHEHTHI PA3JIMYHBIX OHCPTCTU-
YECKHUX CHUCTEM M MaTepI/IaJ'IOB.l CoueTtaHnue HUTPOTPYIIIBI
" TCTPA30JIbHOI'O0 IUKIIA NPUBOAWUT K YJIYUYHICHUIO KHUCJIO-
pomHOrO OanmaHca, MOBBIIEHUIO IUIOTHOCTH W JIPYTHX
MOJIE3HBIX JKCIUIyaTallMOHHBIX IapaMmerpoB. HecmydaitHo
MIPOU3BOJIHBIM S5-HUTPOTETPa30ja yIEeNIeTCsl B MOCIeTHee
BpeMs GoJIbIIOe BHAMaHHe. ™ BriepBbie 0 CHHTE3€ U CBOII-
CTBaX 5-HUTPOTETpa30ya COOOIIEHO ABANATh JeT Ha3as.'
5-Hutporetpazon (1. ur. 101 °C, T. Hayana HHTEHCHBHOTO
pasnoxenus 115-120 ©°C), wumess BBICOKHE 3HAYEHUS
sHTanbuK o6pasoBanus (AHP 261.0 k/lx-MOIb ') U CKO-
poctu neronanuu (8.9 km-c' mpu p 1.73 r/cm’), BechMa
TMIPOCKOIIMYEH, YYBCTBUTENEH K yaapy U TpeHuto. S-Hurpo-
TETPa3oJl Takke MpOsBIsIET cBoMcTBa cuiibHOM NH-KHCIOTHI
(pK, —0.83) u cnaboro ocHoBamms (pKgy —9.26).
YuuteiBasg 310, (pyHIAMEHTANIBHBIE M MPUKIATHBIE HCCIe-
JIOBAaHUSI 3TOTO YHEPTETUUECKOTO a30J1a OPUEHTUPOBAHBI Ha
N-3aMeIIeHHbIEe 5-HUTPOTETPa3Olbl,” | @ TAKKE KOMILICKC-

© 2017 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

HBIE COEIMHEHUs, COJepiKallue S-HUTPOTETPa30IH Kak
murana.® OtMeuaercs, uto 1-merni-5-uutporerpason (1) u
0COOEHHO 2-MEeTHJI-5-HUTPOTETpa3on (2) MHTEpecHBl Kak
KOMIIOHEHTHI "3eNeHBIX" YHepreTHUeCcKnX CHCTEM M MaTe-
puanos.’

B mutupyemoii paGorte,’ a Takke B Gonee paHHeil
l'Iy6.]'II/IKaHI/II/I9 OIMMCaHbl BAPUAHTBI CUHTE3a PETUOU30MEPOB
1 1 2, OCHOBaHHbIE HA TUA30THPOBAHUK COOTBETCTBYIOIIUX
N-METUIBHBIX IIPOU3BOJHBIX S-aMI/IHOTeTpaSOHa HUTPUTOM
HaTpUsl B KHCIIOTHOM cpene. ANbTepHATHBHBIM U Oonee
MEepCHeKTUBHBIN  crmoco®  CuHTe3a  2-MeTHII-5-HHUTpO-
TeTpasona (2), He TpeOyromuil MpeaBapUTEIFHOTO CHHTE3a
5-aMHUHO-2-MEeTHJITETPa30Jia, OCHOBAaH Ha ANKWIMPOBAHUH
HaTpueBOW comm S-HUTpoTeTpazona (3). Harpuesyro coinb
S-autporerpazona (3) B ¢opme Terparmapara BIEpBBIE
nonyuns ¢GoH eprt mo peakium 3aHaMerepa U3 S-aMHHO-
Terpasona.'’ DTa XKe peakius MCIIOJIb30BaNach M B Gonee
MO3JIHUX MCCICIOBAHUIX. 1L12

HemaBHO HamMm onyOJMKOBaH BapHaHT IIOYYEHHS
TeTparuapara HATPUEBOW conau S-HUTpoTeTpazona (3)
nericteueM NaNO, Ha 5-aMHUHOTETpa3od B cpeie BOIHOU
H,SO, 6e3 mnpumenenms comeii Memu.”  I'mapatsi
HaTPUEBOW CONM S-HUTPOTETpazoia (3) HCIONB30BAIA B
KadgecTBE CyOCTpaTOB AJKMIMPOBAHUS/APUIMPOBAHUS IS
nonyaernst N-ankmt-, "' *'° a rtaxke 5-HUTPO-2-TIMKpPHI-
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terpasona.'' Tlokasamno,'* uTo Tpw ankmTMpoBaHMM TeTpa-
THIpaTa HATPHEBOH CONH S-HUTpoTeTpasona (3) HOTUCTHIM
METWIOM B BOJHOM aI€TOHE 00pa3yeTcsi CMECh PEerHo-
HU30MEPHBIX N-METHII-5-HATPOTETPa30i0B 1 1 2 C BEIXOIOM
79%. B orcyrctBHe maHHBIX crekTpockormu SIMP
KOJIMYECTBEHHBIC JAHHBIC O COOTHOLICHUH PETHON30MEPOB
MTONYYHNTh OBLTO HEBO3MOXKHO. JTa 3a/mada Oblila pemeHa B
Golee TO3IHEM HCCIENIOBAHMH,” THE C TOMOMIBIO
cnekrpockornn SIMP 'H yGenuTensHO MOKa3aHO, YTO
OCHOBHBIM IIPOAYKTOM PEAKIIH B 3TUX YCIOBHAX SBISIETCS
2-meTmn-5-autpoTerpa3on (2). Ilpu stom cooTHomeHHE
MHTErPAIbHOI MHTEHCHBHOCTH CHTHANOB MpoToHOB N’Me
(coemmuenne 2) : N'Me (coemunenme 1) pasuo 5.27:1.
OTMeTuM, 49TO TpPEUMYIICCTBEHHOE OOpa30BaHHE PEeruo-
n3oMepa 2 UMEET MECTO TaKKe ISl BCEX ONMCAHHBIX B
pabote’ MpHUMepOB ANKMINPOBAHKSA TETPAruApaTa HaTpHe-
BOM comnn S-HUTpoTeTpaszona (3), 4To ABISETCA CIEACTBHEM
CHJIBHOTO 3JIEKTPOHOAKLENTOPHOTO XapakTepa HUTPO-
rpynme B monoxeruu 5.'!

C yd4eroM YNOMSHYTHIX BhIme pe3ynbTatoB™' ™' wMpr
1oJaraeM, 4To 3NEKTPO(MIbHOE aJIKHIMPOBAaHHE (ApWIn-
pOBaHME) HATPUEBOH conu S-HUTpOTeTpaszona (3) sBisercs
Hanboee MEepPCIIeKTHBHBIM METOIOM CHHTE3a 2-3aMeIlCH-
HBIX 5-HUTPOTETpasoiyioB. B 3ToM mmaHe ruapartHble (OpPMBI
HATpUEBOU comn S-HUTpoTeTpasona (3), 0COOCHHO TeTpa-
THIpAT, HOIy4aeMbIii IO METOLY, = SIBISIOTCS IOJIE3HBIMU
U OTHOCHTEIBHO IOCTYNHBIMH cyOctpatamu. M3BecTHo,
YTO HATPUEBYIO COJb S-HUTpOTETpasoia (3) MpUMEHSIOT
TaKKe Ul TIONydCHUs MEIHOH, CepeOpsHOH W Ipyrux
coJel 5-HUTpOoTeTpas3oa, 00IagaloMNX BEICOKOI 1yBCTBH-
TEJIFHOCTBIO M MCIIOJIb3YEMbIX B KaUeCTBE MHUITMHPYIOIINX
B3phiBuathix Bemects. ™!’ [Ipu stom Terparuapar u mu-
THIpAT HATPUEBOW COMHM S-HUTpoTeTpaszona (3) CUHUTAIOT
OTHOCHTEIILHO OE30IIaCHBIMH B O0PAIIEHHH COEIMHEHHUSIMHU.

OpnHako mpomecc BBIIETICHUs TeTparuapara HaTPHEBOH
comu S-autporerpazona (3) M3 BOAHOTO PEAKIMOHHOTO
pacTBopa, MOIYYEHHOTO B pE3yJbTaTe IUAa30THPOBAHUS
5-aMHUHOTETpa30J1a HAITPUTOM HAaTpPHUs B KHCIOTHOH Cpejie C
ToCIeyIommel HelTpamisamyeil GukapboHaToM Hatpus,'®
SBISIETCST TOTEHIMANbHO omnacHeIM. Kak ykasano B
pabotax,"* B Hmpolecce CYIIKH KPHCTaJLTHYECKOTO OCTATKa,
MIOJTYYEHHOTO TOCJIe YIMapHBaHUs, yXe NpH TeMIeparype
Beime 50 °C (mo maHHBIM TU(HEpeHIHATEHOTO TepMIYe-
CKOTO aHaJM3a) TeTparuapaT HaTPUEBOH COMM S-HUTPO-
TeTpasona (3) TepsieT KPUCTAUIOTHIPATHYIO BOAY C
o0pazoBaHNeM BecbMa YyBCTBHUTEIILHOM K yAapy M TPEHHIO
6e3BomHON comu 3 (cxema 1). B arom Ham poBernoch
yOenuTbcss Ha COOCTBEHHOM II€YAJIILHOM OIBITE: TpPH
BEIJICJICHUM HATPUEBOH coiu S-HUTpoTreTpazona (3) B
Hame JJabopaTopiy NpON30LIeT HeCYaCTHBIH CITydai.

OueBuaHO, YTO OE€30MACHOCTH IIPH CHHTE3€ 3JHEPro-
HACBIIICHHBIX COEJIMHEHUH W MaTepHajoB M OOpaIleHUH C
HHUMU SIBJISIETCS KIIFOUEBOM mpobiemoii. B aTom koHTEkcTe
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YKa3aHHbIE BBIIIE CTaJWM BBIICICHHUS U3 PEaKIMOHHOTO
pacTBOpa U TOCHEAYIOUIeH CyIIKH HaTpUEBOM COJIH
S-HuTpoTeTpasona (3) jkenaTenbHO HCKIIOYUTH IOJTHOCTBIO.
MBI NpeAIoNoKuIIg, YTO aJKHIMPOBAaHUE HATPUEBOW COJIH
5-uutporerpazona (3) MOXHO HPOBOAUTH B ABYX(a3HOI
CHUCTeME BOJAa — OpraHMYecKUi pacTBOpuUTeNb. B 3ToM
cilydyae HEeT HEOOXOJMMOCTH B IIPEIBAPUTEIHEHOM BBIE-
JICHUHM 3TOTO cyOCTpaTa M3 yNOMSHYTOI'O BBIIIE BOJHOTO
PEaKIMOHHOTO PacTBOpA.

B Hacrosimeld paboTe Ui MPOBEPKU ATOW TMITOTE3bI MBI
M3YyYWIM  aJKWIMPOBaHME HATPUEBOM CONM  S-HUTPO-
terpaszona (3) quMeTnicyab(aroM B AByX(ha3HOH cucteMe
BOJla — OpPraHWUYeCKUH pacTBOPHUTENb B IPUCYTCTBUH
KaTajau3aTtopa Mex(a3HOro nepeHoca. BriepBble BO3MOX-
HOCTh TpHMeHeHUs MexdazHoro karammsza (MOK) mis
AIKWINPOBAHUS 5-apUITETPa30JI0B ObUla NOKa3aHa HAMH B
1984 r.*° Pe3yabTathl SKCIEPHMEHTATBHBIX HCCIICI0BAHUIA
STHX peakiuii 0600ImEeHb! B 0030PHBIX CTATHIX ™ M MOHO-
rpapun.” HenaBHo Hamm mokasaHo,”! 4To mma ankmim-
poBaHusi S-(eHMNTETpa30sia KaK B PEAKTOPE EMKOCTHOTO
THIA, TaK ¥ B MHKPOPEAKTOPE MOXKHO C YCIIEXOM NPUMEHSTh
nByxdasuyo cucremy Boma—CH,Cl, u Opommupa Ttetpa-
o6yrmnammonust (TBAB) B kadecTBe Karanu3aTtopa Mex-
¢asHoro neperoca. B Hacrosield paboTe Mbl HOMBITAIUCH
paclpoCTpaHUTh MOJTYYEHHBI ONBIT Ha AaJKWIMPOBaHHE
HaTpHueBoi cosu S-HUTpoTeTpaszona (3) B ycrnoBusx MOK.
B kauectBe BojHOW (a3l B Hacrosuield paboTe ObLI
HCIOJIb30BaH MOJEIbHBIA PAcTBOP, MONYYEHHBIH IIyTEM
pacTBOpEHHs TeTparuapaTa HaTpHEBOH coilu 3 B JUCTHII-
nupoBanHoi Bozme (pH 6.5). B kadecTBe opraHmdeckoi
¢a3pl — pPacTBOp AaJKWIMPYIOLIETO areHra (JUMETHII-
cynbdara) B CH,Cly; peaknuio mpoogwau npu 25 °C
B npucytctBuu TBAB (cxema 2).

Cxema 2
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B yka3aHHBIX Ha cxeMe 2 YCJIOBHUSX, KaK MBI MPearo-
jaraeM, METHJIMPOBAaHHMIO B OpraHuMyYeckoi (aze mojasep-
raercsi S-HUTpoTeTpazonuy TerpadyTminammonus. Kartamu-
tudecknit mukn Crapkca™ UIS JaHHOW pPEaKIMOHHOM
CUCTEMBI IIPEJCTABIIEH Ha pHUC. 1.

C 1menpi0 KOJIWYECTBEHHOTO KOHTPOJISI KOHBEPCHH
cyOcTpata B Tpolecce ANKWIMPOBAHHUS MBI MPUMEHIIIN
meron Y@ cnekTpockonuu. 3a XOA0M Tpoliecca CIETUIN
10 U3MEHEHUIO ONTHYECKON IJIOTHOCTH BOJIHOTO PacTBOpa
HaTPUEBOU CONM S-HHUTpoTeTpasoina (3) mpu UIMHE BOJHBI
256 M. g oueHKH >(PQPEKTUBHOCTH IEHCTBUS KaTalu-
3aTopa MeX(}a3HOTro MepeHoca MBI COIOCTABMIIM 3aBHCH-
MOCTH COJIepXKaHUs HATPUEBOH comu S-HUTpoTeTpasona (3)
OT BPEMEHHM I KaTaUTHYECKOT0 Tpoliecca M IpoIrecca,
MPOBEJIEHHOTO B OTCYTCTBHE Karanmuzartopa (puc. 2). Ilpu
STOM 3aBHCHMOCTH COJEp)KaHHMs HCXOMHOW comu 3 OT
BPEMCHN KOHTPOJHUPOBAIN KaK IIPpHU CTaHAAPTHOM II€pE-
MEITUBaHUHU Ha MarHuTHOM Memanke (~100 06/MuH), Tak u



Chem. Heterocycl. Compd. 2017, 53(6/7), 733736 [Xumus cemepoyuxa. coeounenuti 2017, 53(6/7), 733-736]

O2N>\[(C4|'|9)4N]+ 02N>\
N N
N\@[\\l + (MeO)2802 E— NQ + [(C4H9)4N] A~
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A = Br, (MeO)SO;

Pucynoxk 1. [{uxn Crapkca A7l anKHJIAPOBAHUS HATPUEBON COIH
S-autporerpason (3) numerunicynbdarom B cucreme CH,ClL,—H,0.

C TNpHUMEHEHHEM BBICOKOCKOpocTHOrO (~4000 00/MHH)
Jycrepraropa.

Kak cnenyer u3 puc. 2, nmpoBeJieHUE aTKUIUPOBAHUS B
nByx¢aszHoit cucreme Boga—CH,Cl, B npucyrcteun TBAB
MIPUBOAUT K MPAKTHUECKHU MOJHOW KOHBEPCHM COIH 3 yxke
yepe3 150 MuH, B TO BpeMs Kak B OTCYTCTBHE KaTajlu3aTopa
KkoHBepcust He mpebimaer 20%. OtmeTnM, 4TO HpHU Hpo-
BEJICHUU peakuuu B npucytctsuun TBAB ¢ nmpumeneHuem
BBICOKOCKOPOCTHOTO JUCIIEPraTopa MaKCHMaJbHAs CTEIICHb
KOHBEPCUM JOCTHIaeTcs 3aMeTHO OBICTpee, YeM B clydae
CTaHJapTHOT'O TIepeMEeNINBaHUs (MarHUTHAs MEIIAJIKa).

o nammeM crektpockomuu SIMP 'H, B yka3aHHbIX
BBIIIE YCIOBUAX NMPOIYKTAMH PEAKIUH SBJIAIOTCS |-MeTHI-
5-autporerpason (1) (3.47 m. 1. (3H, N'CH3)) u 2-meTun-
5-aurpoterpason (2) (4.55 m. 1. (3H, N*CHs)). VkasaHHbIe
3HAYCHUS XUMHMYECKHX CIBUTOB COOTBETCTBYIOT MpH-
BeleHHBIM B paGore.” COOTHOIIGHHE PErHOM30MEPOB
(N*Me 2 : N'Me 1 3:1) HaxomWIM TO OTHOLICHHMIO
HHTETPAIbHBIX HHTEHCHUBHOCTEH CHTHANOB IPOTOHOB
COOTBETCTBYIOIUX METWJIBHBIX Tpymnil. IlomydeHHBIH
Pe3yIbTAT HECKONBbKO OTIMYACTCS OT JAHHBIX PaboThI'
(5:1), 9ro, oueBUAHO, CBA3aHO C OCOOEHHOCTSIMH TPOBE-
JICHUs aJKWIMPOBAaHUS B TOMOTEHHBIX M TeTepoda3HbIX
ycnoBusax. CyMMapHbIA BBIXOJ MpoaykToB 1 u 2 cocTaBuII
81%. Kpucrammzanue n3 BOJHOTO dTaHOJa ObLT BIJIEICH
2-MeTHJI-5-HUTPOTETPa3o (2) ¢ BerxoxoM 52%.

Takum o6pa3om, B pe3ysbTaTe BBIIOTHEHHOTO HCCIIEI0-
BaHUS TOATBEP)KICHA NPUHIMUIHAIBHAS BO3MOXHOCTh
CHHTE3a 2-METHJI-5-HUTPOTETpa3ona  aJKWINPOBAaHHEM
HATPUCBOW COJIM  S5-HUTPOTETpa3oja B  JAByX(a3HOU
CHCTEME BOJa — OPTraHWYECKHH PacTBOPHUTEIHb C IpUMe-
HEHHEM KaTaim3aTtopa MexdasHoro mepeHoca. B pa3sutue
9TOH paboTBl MBI IUTAHUPYEM HCIIONIB30BATh BOJHBIN
pacTBOp HATPUEBOM COJIM S-HUTPOTETPA30IaA, NOTYyUAEMBbIil
B pe3yibpTaTe AMa30THPOBAHHUS aMHUHOTETpa3ojla, dYTO
MTO3BOJIMT TIOJHOCTHIO MCKIIFOYUTH MPOLEAYPY BBIACICHUS
B3PBIBOONIACHOM HATPUEBOM COJM S-HUTpOTETpasojia B
KPHUCTAJUTUIECKOM COCTOSTHUH.

BKCHepI/IMeHTa.ﬂbHaﬂ JacThb

UK cnekTpsl 3apeructpupoBaHsl Ha npudope Shimadzu
8400-FTIR B tabnetkax KBr. Y@ cmektpsl 3amncaHsl Ha
crektpooromerpe Shimadzu UV-2401PC. Cnektpsl
SIMP 'H u C 3anucans! va cnextpomerpe Bruker Avance 111
(400 u 100 MI'm cootBerctBenHo) B JIMCO-ds mipu 25 °C.

735
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Pucynoxk 2. 3aBuCHMOCTH conep:kKaHUs ()) HATPHEBOW COIH
S-autpoterpazosna (3) or BpemeHu peakuuu (t): / — mpu
HWHTEHCHBHOM IEpEMEIINBAaHUU (JUCHepraTop) B INPHUCYTCTBHU
KaTaiausatopa MexdasHoro mepeHoca TBAB; 2 — mpum cran-
JapTHOM IepeMelIMBaHNK (MarHUTHAsI MEIIaJKa) B IPUCYTCTBHU
KaTaiusatopa MexdaszHoro nepeHoca TBAB; 3 — mpu uHTeH-
CHBHOM II€PEeMEIINBAHNH (AUCIEPraTop) B OTCYTCTBHE KaTalu-
3aTtopa; 4 — TpHU CTAHAAPTHOM IIE€PeMEIINBAHUM (MarHUTHAS
MeIIIaJKa) B OTCYTCTBHE KaTalnnu3aTopa.

DJIeMEHTHBII aHaIM3 BBINOJIHEH Ha mpubope Leco CHNS-932.
B kauecTBe nepeMelUBaOIUX YCTPOUCTB HCIOIb30BaHbI
MarautHas Memanka IKA C-MAG HS 7 u aucnepratop
IKA T18 basic ULTRA-TURRAX. Temmeparyps! ImiaB-
JICHHS OTIpe/iesieHbl Ha mpubope Biichi M-560.

YcTaHOB/IeHHe 3aBHCHMOCTH COJeP:KAHUSI HaTpue-
BOIi con S-HuTpoTerpasoaa (3) or Bpemenu. Konrpons
KOHBEPCHUM PEareHTa OCYIIECTBIEH METOOM YD CreKTpo-
CKOMUU TIO0 YOBUIM ONTHYECKOW IUJIOTHOCTU pacTBopa
HaTpUeBOH conu S-HuTporeTpaszona (3) B BogHoH (asze mpu
A 256 1M (g 3834 1-Momb M ).

[Tpuroroenenue padounx pactsopoB A u b. Pacteop A:
105 wmr (0.5 wmmomp) TeTparujapara HATPUEBOH COJH
S5-HUTPOTETPa3oiIa MOMENIAIOT B MEPHYIO KOJIOY 00beMOM
25 M1, pa30aBIAIOT BOAOI, JOBOMAS YPOBEHb KHUAKOCTH 0
MeTkH. KoHIleHTpanus HaTpUeBOH coyld S-HUTPOTETpas3oia
(3) B pactBope A 2.01-107 momb/1. PactBop b: 16 wmr
(0.05 mmons) TBAB u 1.26 r (10 MMoOIIB) OUMETHIICYIIb-
¢ata moOMeIIalOT B MEpHYI0 KO0y oO0beMoM 25 ML
Pazb6apnstor CH,Cl,, n0Boast ypoBEeHb JKUIKOCTH JO
MeTku. KoHIleHTpanus aumeTwicynbdara B pactBope b
4.02:10™" mMons/n, koumenTpamms TBAB — 1.99-10 Monb/11.

B peakrop, cHaOXEHHBIH NEPEMEIIUBAIOIINM YCTPOMU-
CTBOM (MarHWTHOW MEMIANKOM WM AWCIEPraTopoM), MpH
25 + 0.2 °C mocnenoBaTeNbHO, U30€rass HEKOHTPOJIUPYeE-
MOTO CMEIICHHUS, JO3UPYIOT PacTBOPHl b (HIDKHUIA cioit) u
A (BepxHMH cJOH), TMOCIE YEero HAYMHAIOT WHTCHCHBHOE
nepememmBanue. Yepe3s OmpeAeNeHHBIE POMEXYTKU
BpeMeHH (5—15 MuH) mepeMemmnBaHHE OCTAHABIMBAIOT U
MOCIIe pa3JeNIeHus CJI0eB aBTOI03aTOPOM OTOMParOT Mpoly
(100 mx) BogHOHM (a3l PEaKIIMOHHONW CMECH B MEPHYIO
konOy oOvemom 10 M. Copepkxumoe MEpHOH KOJOBI
pa3z0aBiSIIOT JUCTHJUTMPOBAHHON BOJIOW, JTOBOJS YPOBEHBH
JKUJKOCTH JI0 METKH, TIIATeJIbHO nepemMemnnBatoT. [lomy-
YEHHBIH PAacTBOP IMOMEIAIOT B KBApIEBYIO KIOBETY IS
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3anucu Y@ crnexktpoB. B KroBeTy cpaBHEHHS MOMEMIAOT
JUCTWUIMPOBaHHYIO Boay. JlaHHble Y@ CIIEKTPOB UCHOJIb-
3YIOT IUISl OTIPE/ICIICHUS 3aBHCUMOCTH COJCp KaHUs HaTpHe-
BOH comu S-HuTpoTeTpazona (3) or BpeMeHH (puc. 2).

2-Metui-5-autpo-2H-terpasoa (2). B peakrop mome-
maT 15 mi guctmwnmpoBanHo# Bomel U 15 M CH,Cl,.
[Ipu WHTCHCHBHOM TEPEMEIINBAHIH C ITOMOIIBIO TUCTIEp-
raropa (4000 o6/muH) moGammstor 1.00 r (4.79 mMMmoIb)
TeTparuapara HaTpueBoil conu S-Hutporerpaszona, 0.15 r
TBAB (0.48 MMoutb), 3aTeM 10 KarusaM pobasisttor 12.08 T
(95.80 mmomnp) mumermicynshaTa. PeakmoHHyI0 cucTtemMy
BEIICP)KUBAIOT TPH KOMHATHOW TeMIIepatype W HHTEH-
CHBHOM IIepeMeIMBaHNH B TedeHne 2.5 4. OTmensror
OpPraHMYeCKU CJOH, NPOMBIBAIOT JUCTHIUIMPOBAHHOU
Bomoit (2 x 15 wmum). OpraHmdeckuii cioil cymaT Oe3B.
MgSO,, OTOUIBTPOBBIBAIOT Ocagok. @DuipTpar ymapu-
BaIOT [0CyXa Ha poTopHOM Hcmapurene. [lomygaror 0.5 T
(81%) cmecu 1-metun-5-autporerpaszona (1) u 2-MeTni-5-
HUTpoTeTpazona (2) B coortHomeHun 1:3. Ilocie mepe-
kpuctammanuu u3 cmecu HyO-EtOH, 1:1, nomyyator 0.32 ¢
(52%) GecuBETHBIX IIACTUHYATHIX KPHCTAILIOB 2-METHI-5-
HUTpOTEeTpasona (2), T. wi. 79-82 °C (1. m1. 75 °C,” . .
86-87 °C9"14). UK cnekrp, v, em !t 1041 (CNy, Ban.-ned.);
1271, 1448, 1508 (CNy4, Bam.); 1367, 1556 (NO,, Bam.).
Coextp SIMP H, 8, m. 1. 4.55 (3H, ¢, CHj). Cmektp
AMP BC, §, m. 1.: 166.4 (C-5); 41.9 (CH;). Haiineno, %:
C 19.06; H 2.29; N 53.75. C,H3Ns0O,. Brruncineno, %:
C 18.61; H 2.34; N 54.26.

Paboma evinonnena npu ¢unancogoil noodepaicke Poc-
cuticko2o (hoHoa hyHOaMeHmanbHblX UCCIe008anull (NPoeKm
PODU Nel7-0300566)
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