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HUTPOBAHUE HATPATA TPET-BYTUIIMOYEBUHDI

B.A. EpmowuHa, .C. Unbsicos, C.I'. Unbsicos

PaHee yxe coobwanocb 06 uccrnedogaHuu HUMPOBaHUS NPou38odHbIX MOYe8UHbI. LleneHa-
rpaenieHHbIU CUHMEe3 rMpou3800HbIX MOYEBUHbI MpuseKkaem rnpexoe 8ce2o mem, Ymo MOYe8uUHa Se6-
Jn15emcst ocmyrHbIM OMeYecmeeHHbIM POOYKIMOM U Ha ee OCHOBE yXe eCMmb U3B8ECIMHbIEe 8bICOKO-
3Hepzemuyeckue coeduHeHus. [Touck cuHme3a HOBbIX 83pbl8YambiX 8eUleCcm8 8ecbMa aKkmyarseH.
HaHHoe uccnedosaHue Nocesaw,eHo peakyusiM HUmMposaHusi. B pabome npedcmasneHsi pesynsmamel
uccniedosaHus g83aumoldelcmeusi mpem-6ymuniMoYe8UHbl U HUmpama mpem-6ymuimo4e8uHbl C
CEPHO-a30MHbIMU CMECSIMU C pas/iudHbIM coOepxXaHUeM 8 HUX cepHol Kucriomsl. B xode uccredosa-
Huli 661710 8bISIBNIEHO, YMO Mpem-bymuniMoyesuHa 8 cunibHoKuUcIol cpede sedem cebs He cmaburibHo,
nosamomy uccriedosaHusi peakyuu HUMpOo8aHuUs Npogodunu Ha Humpame mpem-6ymuiMo4e8uHb!
(HTBM), mak kak npedeapumersibHble OrlbiMmbl MoKasanu, 4mo 003UpoeKa e20 8 CEPHO-a30MHYH CMEChb
npoxodum wmseko. [NpedcmasneHsbl 0aHHbIe MakpOKUHeMuUYeCcKux uccriedosaHuli no HUMPO8aHUto
HTBEM, komopbie noka3sasnu, 4mo 8bixod AuHuUmpompem-6ymunmoYyesuHbl go3pacmaem C rosbiuie-
HUeM KOHUeHmpauuu cepHol kucromsl 0o 50%. Tak xe 8 pabome onucaHbl Memo0Obl cuHmMe3a ypo-
mponuHHOU conu uHUMpPompem-6ymusl MOYE8UHbI U MOYEe8UHHOU cosiu QuHumpompem-6ymunmoye-
8UHbI, MpedcmasrieHbl OaHHble VK- criekmpos u moyvek naessieHus, cmoum ommMemumebs, 4mo rosy-
YeHbl COMU 8riepable U c8e0eHbs O CUHMe3e 0aHHbIX NPOOyKMos 8 flumepamype Omcymcmaym.

Knrouesbie criosa: mpem-6ymunmoyesuHa, Humpam mpem-6ymunmMoyYesuHbl, peakyuss HUm-
posaHrusi, Humpompem-bymurnmodyesuHa, OUHUMpPOmMpem-6ymunmo4yesuHa, MO4Ye8UHHasi coslb OUHUM-
pompem-6ymusiMO4e8UHbI, ypOMPONUHHas cosib QUHUMPOMPEeMm-6ymurIMO4Ye8UHAbI.

BBEOEHUE
NH-t-Bu

HuTpoBaHWe MOYEBUHbI U anKUIIMOYeBUH o:< + mo
A0 COOTBETCTBYHOLLMX MPON3BOAHbBIX HUTPO- U AN- NH, 3
HUTPOMOYEBVHbI ONUCAHO AOCTAaTOYHO XOPOLLIO B 1 +-Bu
nutepatype [1-2]. Cpean BbILLEONUCAHHOIO ac- NH/
COpPTUMEHTa HUTPOASKUNMNPOU3BOAHbBIX MOYe- t-Bu
BWHbLI OTCYTCTBYET MH(OPMaLUA O HUTPOBAHWUU O:< . HNO; + H,50, O-—<
TpeT-6yTunmoyeBuHbl (TBM), 0 cuHTE3Ee HUTpPO- NH
TpeT-6yTunmMoyveBuHbl (HUTPOTBM) u guHUTpO- NH, 0 N/

2 2

TpeT-6yTunmoyeBuHbl (QHTBM).

TBM B cBO€EW CTPYKTYpEe COAEPXKUT Nerko 3a- 3
MeLlaloLycs  (yxogsiuy) TpeT-OyTunbHyo 1(2) + HNO;/H,S0,

rpynny Ha HUTporpynny npu obpaboTke a3oTHON
kncnoton [5]. B cBa3mM ¢ aTUM, OHa npegcrasnsaeT
WHTEepec B NyiaHe OpraHN4ecKoro cMHTe3a npu no-
nyyYyeHUU COOTBETCTBYIOLLEIr0 HATPOCOEOMHEHMS.

Mopaxopn K cuHTE3y HUTPOTBM MOXeT ObITb
pasnunyHbIM, BO-MEepBbIX 3TO B3auMoAencTBue
TBM ¢ a30THOW KUCNOTOW UNK Xe C ee CMecsaMu
C cepHown kucnoton, unn xe HTEM c asoTHon
KUCMNOTON, Unmn e obpaboTka CepHO-a3oTHLIMU
HUTPYIOLLMMU CMECAMMU, CM. PUCYHOK 1 .

Llenbto gaHHOW paboTbl ABMAETCA CUHTE3
HUTponpounssogHbix TBEM HuTpoBaHuem TBM
pPasnUYHbIMU HUTPYIOLLIMMU areHTamu.

B paHHOM cTaTbe onucaHbl MOMbITKU CUH-
Te3a HUTponpoussoaHblx TBM n meTogbl nx Bbl-
JerneHns, a Takke CBOWCTBa MOfyvYaembiX Be-
LecTB.

PucyHok 1 — lNpegnonaraemas cxema
cuHTe3a HUTpoTBbM

OCHOBHAA YACTb

OtcyTcTBYyOWME OaHHbIE B nuTepaTtype no
HuTpoBaHutio TBM, Hutpata TEM 1 HUTpo-TEM,
HaBOAAT HAC Ha pa3MblILLIEHNS O TOM, YTO-NMBO
OaHHasa obnacTb mano uccriegoBaHa, nmbo nme-
IoTCS NPOOneMbl OTCYTCTBUSI XMMMWUYECKUX Mpe-
BpaLLeHun TBEM ¢ asoTHom kncnoton, nMbo nony-
Yaemble NPOAYKTbl HUTPoNpon3BoAHbIXx TBM aB-
NATCA ManocTabunbHbIMK U BCEACTBUE 3TOr0
naeHTudmrKaumMa LUeneBoro npoaykrta uMmeet
CMOXHOCTW U TPYOHOCTM Ha CTaaumn BblOeNeHus.

O6pabotka TBM  KOHLEHTPMPOBaHHON
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(97%) a3oTHOW KMCNOTOW conpoBoxaaetcs byp-
HbIM ra3oBblAeneHneM, B TOM YMCMEe U OKUCIIOB
as3oTa, 1 Bo3ropaHnem TEM Ha noBepxHOCTU pe-
aKUMOHHOW MaccChl, B pe3ynbTaTe 4ero, HUTPO-
npounssogHblie TBM 3adukcmpoBaTb He yaanoch.

CwmelueHne cepHokuchbix pactBopoB TBM,
MonyyYeHHbIX NpW NpegBapuTenibHOM pacTBope-
Hun TEM B cepHOM KMCNOTE C a30THOW KNCMOTON,
Tak e COnpoBOXAaeTCs ra3oBblaeNeHneM n pes-
KOW CMEHOM OKpacKu peakuMOHHOW Maccbl OT
CBETMO-XKENTOr0 A0 TEMHO-PbBKEro, U OTCyT-
CTBMEM NOSIOXMTENBHOrO aHanu3a Ha HUTponpo-
OYKT.

B xoae cuHTe3a 6bIno ycTaHOBMEHO, YTO 06-
paboTka HenocpeacTBeHHO camon TBEM saens-
eTcsa HecTabunbHbIM, NOXapoonacHbIM U B3pbl-

BOOMacHbIM npoLeccom.
¥

H
NH-NO, s NH-ND,
O_ —_— O:
NH, NH,
YO-cnekTp 259-260 HM W;écgmrp
pH>6.0
NH-NO,
o= ,
NH 5

PucyHok 2 — Y®-cnekTp HUTPOMOYEBUHLI B
3aBMcMMOCTM OT pH cpeabl

C uenbio CHXeHUs onacHOCTY NpoBeaeHus
akcnepuMMeHToB Obin ucnonb3oBaH HTBM, Tak
KaK npegBapuTeribHble ONbITbl MOKa3anu, Yto go-
3UpOBKa ero B cepHo-a3oTHyto cmecb (CAC) npo-
X0auT Msrko, 6e3 rasoBblgeneHns OKUCNoB a3oTa
1 OTCYTCTBMEM BO3ropaHus ero npu conpuKoCHO-
BEHUWN C NMOBEPXHOCTLIO HUTpYyloLwen cmecn. Me-
TogoM Y®- cnektpockonuu 6bino 3aduKCupo-
BaHO MoOsIBNIEHWE MNuKa MOrnoweHnsa Ha AnuHe
BOMMHbI 270 HM, YTO CBMAETENBLCTBYET 06 0Opaso-
BaHUM HuTponpoaykta. Mcxoaoa n3 nonyyeHHbIX
paHee 3HaHUN O NpoLecce HUTPOBaHUA MOYEBUH
CEepHO-a30THLIMU CMECSIMU, MOXHO caenaTtb Bbl-
BOA4 O TOM, YTO AaHHas ANMHA BOSHbI COOTBET-
CTBYET AVHUTPOMNPOU3BOAHOMY MOYEBUHbI [4].

OrtcyTcTBME NUKa nornowieHns B Y®-cnek-
Tpe Ha 259-260 HM B HeWTpanbHOW cpefde U B
cunbHokucnotTHon cpege Ha 230 HM (CM. PUCYHOK
2), cBugeTtenbcTByeT 06 OTCYTCTBUM MOHOHUTPO-
MOYEBUHBI.

B oTnnyune oT N3BECTHOM N,N-
AnHUTpoMoYeBuHbl (OHM), npoaykT HUTpoOBaHMSA
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pacTBOPVM B HATPYIOLLEN CMECH, YTO CBUAETEb-
CTBYET O BO3MOXHOM MOSTYYEHUUN OPYrOro coeam-
HeHusl. B cBSA3M C 3TMM Mbl NPeanonoXunm, 4YTo
NOMYYeHHbIA HUTPOMPOAYKT MOXET OTHOCUTCS K
OHTBM.

NH-t-Bu N—t-B
. +cAc v
o= * HN03 — O—
NH, NH
/
O,N
2 4

PucyHok 3 - Cxema cuHtesa JHTEM

HanbHenwmne ncenegoBaHna 6binm Hanpas-
NeHbl Ha n3yyeHune npouecca HuTpoBaHus HTBM
CEepHO-a30THbIMMU CMECSMWU B 3aBMCUMOCTU OT
BPEMEHM peaKkLMmM U CoCTaBa HUTPYIOLLIE CMeCcK
npu TemnepaTtype -10-(-15) °C. bbino 3ameyeHo,
4yTo Nno mepe go3npoekn HTEM B CAC nHTEHCKB-
HOCTb NUKOB B Y®-cnekTpe Bo3pacTaeT Ha AfIuHe
BOSHbI 270 HM. PeakunoHHy0 mMaccy nocne Bbl-
aepxkn Bbinveanu B neg (Y® 271Hm). Beinage-
HWe ocagka He Habnaanocb, Npy 3KCTparnpo-
BaHUM aTunauetaTom, npn o6paboTke peakumnoH-
HOW Macchbl LWenoYbto, Wwino 6ypHoe rasoBbigene-
HWe, YTO CBMAETENbLCTBOBANO O Pa3noXeHue no-
ny4aemoro npoaykTa v ero HecTaburbHOCTH.

C uenbio onTUMM3auun napameTpoB U Mo-
HUMaHUA npouecca HUTpoBaHua Obinyv MNpoBe-
OeHbl MaKpOKMHEeTUYEeCKne WuccrnegoBaHusa Mo
HuTpoBaHutio HTBM cepHO-a30THbIMU HUTPYIO-
LWMMKU CMECAMM B 3aBUCMMOCTU OT MOAYNSA U Bpe-
MEHW HUTPOBaHUA.

B 3apaHee npurotosneHHyto CAC posupo-
Banu HTEM un B TeueHne 1 4, yepes kaxgble 10
MUWH nposoaunu oTbop Npobbl U3 peakuUoHHON
CMECU N KONMYECTBEHHO ONpeaensanu cogepxa-
Hne OHTBM meTogom Y®-cnekrtpockonuu.

Hwxe npegcTtaBneH rpaduk 3aBucMMmocTu
Bbixoga AHTBEM oT BpeMeHu BblAepXKu Ansa pas-
FNINYHOTO COoAEpPXKaHUS CEPHOWM KUCIOTbI B CEPHO-
a30THbIX cMecsax. Pe3ynbTaTbl akcnepuMeHTa no-
Kasanu, 4tTo HambomnbLUMiA BbIXO4 AOCTUraeTcs
npu ncnons3osaHun CAC c cogepxaHuem cep-
HoW kncnoTbl 50%.

Tak e Bbixog AHTBEM 3aBucut oT MOAYNSA HUT-

poBaHua HTBEM. Huxe npeactasneH rpaduk 3aBu-
CMMOCTU BbIXOA4A OT MOAYNS HUTPOBaHWUS AnNd
cepHo-a3oTHom cmecu (50/50).

[10S13YHOBCKMN BECTHUK Ne 3 2017



HUWTPOBAHWVE HUTPATA TPET-BYTUIIMOYEBUWHbI

60

50

Bbixon, %

10

|
o A—.—___————I————————I——.
— * ¢ —8 ——CAC 30/70
20 —=~CAC 50/50
/ : o — CAC 80/20
20 : ~ s hd
0 T T T T T |
10 20 30 40 50 60

Bnema. MmuH
Bpemgda, MUH

PucyHok 4 - Fpadovk 3aBUCMMOCTY BbIXOAa NOMy4aeMoro NpoAyKTa OT BpeMEHW BblaepKkv OJs
pa3nn4Horo cofdepkaHust cepHol kucnoTel B CAC
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PucyHok 5 — "'paduk 3aBUCMMOCTM BbIXOA4a OT MOAYrs HUTposaHus HTBM

Mo paHHbIM rpaduka BWOHO, YTO MaKcu-
ManbHbIv Beixoa AHTB gocturaercsa npu mogyne
HUTpoBaHua 8. MNpu yBennyeHnn mMoayns HUTPo-
BaHMS BbIXOA MOHMXaEeTCA.

B cBda3u ¢ Tem, uto JHTEM BblgennTb B UH-
AvBuAyanbHOM BuAe He yaanoch, 6bina npuHaTa
noneiTKa NMoOSy4ynTb €e COonu, B Hagaexae Ha To,
YTO OHM MOTYT BbITb CTAOMMBHBIMK, ANS1 3TOMO UC-
NMonb30Basin OCHOBAHUSA: YPOTPOMUH U MOYEBWUHY.
YpotponvHHyto conb OHTBM nonydanu no
cxeme, n30bpaxkeHHON Ha pUCYHKe 6.

Hosumposky HTBEM B CAC Benu B TeyeHne
30 MuH u npu T= -15 °C, Mmoaynb HUTPOBaAHMUSA
paBeH 7, pes3kux CKaykoB Temnepatypbl He
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Habnganock, BO BpeMsi BCel JO3MPOBKU TEM-
nepatypa pocna He 3HauuTenbHO, Ha 1 - 2 °C,
LUBeT pacTBopa He MeHsncd, ocrtasarcs npo-
3payHbIiM. 10 OKOHYaHUU 0O3UPOBKU B peakuu-
OHHOM Macce dukcmpoBann nNuk B Y®-cnektpe
Ha 271 HM. PacTBop BblaepXusanu npu temne-
patype -7 °C B TeyeHne 40 MyH, 3aTeM BbINK-
Banu B 3apaHee NpPUroToBMEHHbIN pacTBOp Nbaa
C YPOTPOMMHOM, MpK 3TOM OXnaxdas npu mno-
MoK neasiHon 6anHu. B pesynbTtaTe Obin nony-
YyeH ocagok. lgeHTudukaums nomny4eHHoro co-
eOVHEeHNsa  PUNKO-XUMUYECKUMU  MEeTOAaMm
aHanusa nokasarnu, YTO CUHTE3NPOBaHHbI NPO-
OYKT gBnisieTcs ypoTponuHHon conbio AHTBM.
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PucyHok 6 — Cxema cuHTe3a ypoTPONMHHOM
conn QHTBM

3773.4

18jan1f_osz41 |
| 2s80-5
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Tabnuua 1- K cnekTp ypoTpONUHHOM conu
OHTEM

®yHKUMOHAbHbIE BonHosoe

rpynnb yucno, cmt
0=C< 1664

—C(CHa)s xapaktepuetu- | )4 1365

yeckuii oyonet

KonebaHus HATporpynnbi 1597,1262
—NO2
R 1460,1362,1229,

ypoTp 1009,876,652

C-N 1099,1024

1664.6

PucyHok 7-UK cnektp ypoTponuHHoi conu JHTEM

B VK-cnekTpe obpasua ypoTponmHHOM comnu
OHTBM npucyTtctByeT nonoca nornowleHus 1664
cMl, oTHocswasca Kk konebaHusM [OBOWHOWM
cBsAsn > C=0. Ha Hanu4me HUTporpynnbl ykasbl-
BalOT MONIOChbI MOMMOLWEHUS Haxogswmecs Ha
1262 cmt n 1597 cm1. Monockl NOrMoLweHns Ha
1099 cM?! 1 1024 cm! xapakTepusyloT Hanmume
cBsA3nm —C—N. TpeT-6yTunbHas rpynna BbipaxeHa
Xapaktepuctmyeckum  aybnetom
1,1362cm L.

MouesuHHyto conb OHTBEM nonydanu no
aHarnorn4yHom MeToauKe, UYTO U YPOTPOMUHHYIO
cone AHTBM, Tonbko BMeCTO ypoTponuHa co
NbOOM CMeLlMBanuM MoyeBuHy. Peakuus Bbipa-
XeHa cxemoWn, n306pakeHHON Ha pucyHKe 8.

Ha NK-cnekTpe obpasua MOYEBUHHON COMK
OHTBM npucyTcTBYIOT NONOCHI MNOrMOWEeHNs Xa-
pakTepHble Ans JaHHOro coeaunHeHns rpynn. lMo-
noca 1708 cm* n 1678 cm! rosoput o0 >C=0 Ba-
NeHTHbIX konebaHuax B CBA3aHHbIX amuagax. Mo-
nocsl nornoweHnsa Ha 3414 cm?! n 3252 cm? ot-
HOCATCH K acCMMMETPUYHBIM U CUMMETPUYHBIM
BaneHTHbIM konebaHuam —NH2 rpynnbl, Tak xe
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1400 om

aedopmaunoHHble konebanus Ha 1649 cm? |
1064 cm* n 1050 cmL.

O2N
\
N—t-Bu
o— NH,
- —_—
NH + O—<
O,N NH,
O2N
\
N—t-Bu NH,
—_— O:< * O:<
/NH NH,
O,N
6

PucyHok 8 — Cxema CMHTEe3a MOYEBMHHOW COMK
OHWUTBEM

Ha Hanuune HUTporpynnbl ykasblBatOT No-
nocsbl norrnotleHus Ha 1572 cm1 n 1357 cmL.
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---------------------------------------------------------
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17088 13563

PucyHok 9 - VK cnektp moyesuHHon conn JHTEM

Tabnuua 2 - VK cnektp MOYeBUHHOW CONu
OHTBEM

PyHKUMOHaTbHbIE BonHoBoe uucno, cmt
rpynnebi
0O=C< 1708,1678
—C(CHzs)s xapaktepu-

N 1311,1427,2885
cTudecknin aybnet

konebaHus HUTPO-

rpynnbl —NO; 1572,1356
—NH2 BaneHTHble Ko- 3414.3206
nebaHus
—NH2 gedopmanmoH-

1649,1018,1050

Hble KonebaHus

Takum obpasom, Brnepsble Gbina nonyveHa
OHTBM B Buae ee ypoTponuHHOM U MOYEBUHHON
conen. lNpoBegeHHble MaKPOKMHETUYECKUE WUC-
cneposaHusa no HUTposaHuio HTBM cepHo-a3oT-
HbIMWU cMecaMU nokasanu, 4To Bbixog OHTEBEM
BO3pacTaeT C MNoBbILWEHNEM KOHLEeHTpauun cep-
Houn kncnoTbl Ao 50%.

OKCNEPUMEHTAJIIbHAA YACTb

Pernctpaunio NK-cnektpos nposoaunun Ha
dypbe-crnektpomeTpe «®T-801» ¢ ncnonb3oea-
HMEM NPUCTaBKN HaPYLUEHUS MOMTHOTO BHYTPEH-
HEro OTPaXKeHWs.

TpeT-6yTMnNMoYeBMHa MnonyyeHa no Me-
Togy [3].

HutpaTt TpeT-6yTUNMOo4YeBUHbI NOMNyYeH
no metoAy [5].

YpoTponuMHHasa conb HUTPOTPETOYTUI-
MouYeBMHbI. K cepHo-a3oTHon cmecn 9 mn npu-
cbinanu 2 r HTEM, go3npoBky Benu B TeyeHne 30

[10513YHOBCKMN BECTHUK Ne 3 2017

MUH 1 npu T= -15°C, pacTBOp Bblaepxanu npu
TemnepaTtype -7°C B TeveHne 40 MyH, 3aTeM Bbl-
K B 3apaHee NPUroTOBIEHHBIN pacTBOp Nbaa
C YPOTPOMMHOM, NPY STOM OXNaxKganu peakunoH-
Hyl0 Maccy npu nomoLum neasiHon 6aHn, Bbinae-
wun ocagok otdunstposanu. MNonyumnm 0,73 1
(22 %) npoaykta, Tan= 147 °C, VK cnektp cm:
1362, 1400, 1595, 1262, 1229, 1009, 1664,
1347, 1184, 1009. YO-cnekTp: 269 HM.
MoyeBMHHasA coflb HUTPOTPET-OyTUNMO-
yeBuHa. K cepHo-a3oTHoM cmecn 9 MmN npucbl-
nann 2 r HTBM, pgosnposky Benu B TeveHue 30
MUH 1 Npn T=-15 °C, pacTtBOp BblaepXxanu npu
TemnepaTtype -7 °C B TeueHune 40 MUH, 3aTeM Bbl-
NnK B 3apaHee NPUroTOBIEHHBIN pacTBOp Nbaa
C YPOTPOMMHOM, NPY STOM OXNaxKganu peakunoH-
Hyl0 Maccy npu nomoLum neasiHon 6aHn, Bbinae-
wun ocagok oTcpunbTpoBanu. Monyyunun 0,5 r (
20 %) npoaykta, Tan=141 °C, UK cnektp cmL;
1708,1678,1311,1427,2885,1572,1357,341
4, 1649,1064,1050,3252. YO-cnekTp:269 HM.

MakpokuHeTU4Yeckme uccrnenoBaHus.

K 30 r cepHo-a3oTHOW cmecu (Uccreposa-
HUS NpoBoAMNMCb C pa3HbiM coctaBom CAC -
50/50,30/70,80/20) npuceinanu 2,5 r HuTpaTa
TBM, no OKOHYaHWUW [O3VMPOBKM PEaKLUUOHHYIO
Maccy Bbiaepxanu npu temnepaTtype -10 °C B Te-
yeHue 1 4, yepes kaxgble 10 MuH oTbmpanu na-
pannernbHbie Npobbl 1 cHUManu Y®d-cnekTp.
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