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VICIIOJIb30BAHUME CVYJIb®AMATA KAIME B CHHTEIE
TETEPOHMKIJIIMYECKHUX HMTPAMHHOB

ITpensiosKeH penapaTHBHbIN METOR CMHTE32 reTePOI MK IMUSCKMX HUTPAMHHOB, CO-
AEPKALMX METHWISHHUTDAMUHHBLT (PparMeHT, Ha OCHOBE MOYECBHUHBI, TYAHWANMHAE, 3,4~
mamMuHODYpas3aHa M S-aMUHOTETPA30MA IYTEM HUTPOBAHUS IPOXYKTOB KOHESHCALMM
YKa3aHHBIX aMHHONPOU3BOAHBIX ¢ (DOPMATBAETHIOM U CYNb()aMATOM KATUS.

Wssecrer meton curTesa 1,3,5-tpunutporexcarmapo-1,3,5-Tpuasuna (rexco-
reHa) HATPOBAHUMEM TIPOXYKTA KOHAEHcanwu Cyibdhamara xamma ¢ GopMaibaert-
moM [1].

B wmacrosmeir paGore paccMOTpEHA BO3MOXHOCT: pacmumpesws obnacrd
npuMeHeHus gaHHoi peaxumu. C 9TOW NENpl0 B PEAKOUI0 KOBACHCALEHM C
cysipdaMaToM Kaaug u QOpMaTHACTHIAOM OBUIH BOBJCUCHS MOYEBHHEA, TyaHUAKH,
3,4-muamunodypasay (TAD®) u S5-aMuBEOTETPA3ONT.

V3BecTHO, UYTC [POTEKAHUNE KOHACHCADWW C YYACTHEM MOYCBHAHE H
hopManbrernna B CHIBHOA CTENEHH 3aBMCAT OT YCHOBWH e¢ TpoBencHud [2—35 ]
¥ B paAe CAy4Yacs OPMBOAMT K EJI0M ramMe nponykros [2, 3, 51. O6pazoranue
OHAKIAYECKHX KOHACHCUPOBAHHBIX CTPYKTYD HaOMIOnaeTCs NPy B3aUMONCHCTBHA
N-MOHO3aMEMERHEX MOYEBHH ¢ N-MeTuneH-mpem-0OytmavuaoM [6 1.

Tlocne mpoBeneHwa KOHACHCAIMM - BO BCEX COyYasiX MBI DOTYYAH
KPUCTAIIMUYCCKUE COCAUHECHYS, HEe MMEIONME YCTKOH TEMOEPATYDPH ILUIABJICHUS.
TlonsiTKY BEIAEIUTH Kakue-1ub0 MHAMBHAYANBHBIC MPOXYKTH B YHCTOM BHAC K
© ycmexy He MpUBETH. B CBASH € 3THM O CTPOSHHH NOJIYYCHHBIX COCAMHCHEW H O
(hakTOpax, BAMIIOINX HA OPOTCKAHWE VKA33HHOM DEAKIuy, MBl CYAWIH Ha
OCHOBAHUM JAHHBIX HUTPOBAHMS £ MPOLYKTOB. _

B pesynsrare HUTpOBAHUS OBLIYM BBHIIC/ICHH WHAWBMIYAJBHEE [AKIVICCKAC
gurpamuasl  [—III  [7] npmt w#WCooap30BAHMM Ha  CTAXMW  KOHACHCALUU
COOTBETCTBEHHO MOUEBMHH, Iyauuauaa wiu JAO. '
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Crpyxrypa coegunennii I—III ykassBaer Ha cyasdamar (IV) xax vaubonee
BEPOSITHBIA IIPOAYKT PEAKITUH KOHICHCATIUH.
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X = C=0, C=NH, 34-dpypaszanmicH
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B cayuae S-ammuoTerpasona noxyuens: Hurpamuasl Vu VI
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Brigesresuic mociae HUTPOBAHMY NPEMMYIIECTBCHHO coexmpeHms V oz VI
TIO3BOJISET TIPEAIDOJIOXHUTH, UTO B PE3YJIBTATE KOHACHCAUMY B 3ABACHAMOCTH OT
KWCAOTHOCTH CPEbl oépasyeTcsl COOTBETCTBEHHO cyaptamar VII (pH=4 ,0) wm
VIII (pH =6,5).
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MaxcuManbHOMY BEIXOAY IOJNYYEHHBIX TETEPOUMKINYECKHX HUTPAMUHOB
(18...36 %) coOTBETCTIBYET NPOBENEHNE KOBACHCAMY IPAKTHUCCKA B HeHTpas-
BO# cpene (pH =6,5...7,5), mims B ciiyyae coenpuenns V 5Ty PEAKIHUIO IPOBORST
B xucaoi cpepe (pH = 4,0). OnruManrsHBIM 4BIIETCS CTEXMOMETPUUECKOE
COOTHOIICHWE MCXONHBIX XOMIIOHEHTOB (b B CHHTE3C COCHEECEWS 111
M3MEHEHUE CTEXOMETPRY — MOJIBHOC COOTHOIMCHME HA® : CH20 : NH2803K =
=1:3:2 — ODUBOAKT K YBEIHUECHWIO BEIXONA HUTPOIPOOYKTA).

W3 pasnumumeix metonos murposamus [8, 9] mamu Gwiaz momoOpaHsi Te,
XoTopHe obecrieynBany Goee BHCOKHE BRXOAE BuTpamuros I—III, V i VI (o
SKCHEPEMCHTAIBHYIO YacTh). Kak . CIeAyeT U3 INPEICTABACHHBIX HAXE
KOHKDETHEIX TPUMEPOR ¥MX IOJYUYEHWI, YCIOBAS HUTPOBAHUY COOTBETCTBYIOMINX
OpONYKTOB KOHJICHCALMM OTJIMYHBI APYyL OT [Apyra, 4YTo  oByCIOB/IEHO,
TO-BUANMOMY, Pa3/TMIHON YCTOHUMBOCTHIO Kax cyabdamaros IV, VII u VIIIL, tax
¥ HHATDAMWHOB B HZTDYyIOmCH cpexe. B uwactHocTw, Haamyue amerara VI n
OTCYTCTBUE COOTBETCTBYyIOMEro HyTpara X rosopur o Gosbuiell yCTOMYMBOCTE
TICPBOIO 10 CPABHEHMIO CO BTOPHIM B KAHHBX YCJIOBUSX HUTPOBAHKAS Cy.a6(GaMaTos
U BHIICTCHHS HUTPAMMHOB.

B ommuve OT ONTUMANBHEIX YCJIOBHI EXTPOBAHHES MPOXYKTOB KOHJCHCAT
Ha OCHOBE MOYECBWHE WIM I'VAHARWHA, TIE TPUMEHIIACHh CMECh a30THOM KUCHOTHL
¥ oxeyma, B cmHTe3de coepmuennit III, V w VI caenyer ucmosp3osaTh CMECh
430THOM KWCIOTH ¥ YKCYCHOrO AHTMAPHAA, a TaKXe KaTajius WoHaM# xjopa (B .
HUTPYIONIYI0 CMCCh BMECTE C HPOXYKTaMH KOHXEHCanuw BHOcAT ~15% =Bec.
COJIZHO-KUCAOTO METHAAMMEA). 4

Taxum 06pa3oM, HETPOBAHME NIPOAYKTOB KOHNEHCAIIAN, 00pa3yIOMUXCS TIPH
B3aNMMONCHCTRUM CyabdaMaTa Kamusd, GOpMansRernaa u KOMIIOHEHTa, KMEIOIIero
dparment NH2 (uwix NH) — moyesunsr, ryaamauna, JA® wm S-amuHoTeTpa-
30/1a — MPUBOAUT K COOTBETCTBYIONIAM FETEPONMKINICCKAM HUTPAMEHAM.
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SKCIEPUIMEHTAJIBHAZ JACTE -

Crexrpri IIMP usmepenst Ha caextpomerpax Bruker AM-300 (0, M. 1) nTesla BS-467 (60 MIm).
Xuvsueckme casara O, v. 1) NPHECASHBI OTHOCKTENSHO TeTpamerwxcmaHa UK cnempm CHSTHI HA
npubope UR-20 B tabnerkax KBr. : : :

JIAHHDIE DIEMEHTHEIX AHAJM30B coem HEHHI I VuvVisaC, H,N coorxse"rcrsyxor Bb[‘H/ICJIEHHLIVI

1,3,5-Tpunnrporexcaruipo-1,3 ,5-TprasuH-2-oH o, L3H4N607) B 2{) MJI BOZIBI pacmopsx:or
10 MMOTb NH2S03K, 10 mmoab MOUERHEDL 1 20 MMOJIE QJopmanb;semna 33 % BO,T.IHLIP[ pacﬂsogﬁ OBO-
AT pH pacTsopa 10 6,5...7,0 u ynapisaior erc Ha potopuoM ucnapurese npu 80...120 °C. Buoest 21
NOJYYSHHOFO KPHCTAJUIMIECKOT0 OCTAaTKa B EMeCs 6 Mt 98 %, TINC3 11 5 Myt 20% oneyma npw—5...-10°C,
NEPEMEIIMBAIOT NP STOH TeMneparype I ¥ ¥ EbUTHMBAIOT PEaKLHOHNY0 CMeCh B 50 T abad. Bemmasimuiz
0Ca 0K OT(HIABTPOBBIBAIOT, IPOMBIBAI0T BOXOH, CYINAT M nepexppma,musosbmaror U3 YKCYCHOL KUCJIO-
Tl T 190...192 °C. YK cniexrp: 1255, 1700, 1560, 2885 cm™ CneKTp iMp (aueToH—De) 6,32 M. Z.
(4H, ¢, 2CH?). Buixon 189,

4-HurpmMuno- i -Butporexcarknpo-1,3,5-rprazus (I, C3H5N504' ). 1'[0 OTMCAHHOL BLIIIE METO-
IMKE, MCIIONL3YS BMECTO MOYEBHMHBI a30THO-KHMCIIbII FyaHMIMH, TDOBOAIT XOoxeHcanu0. Hurposanne
ocymecTsnsor npu 15...20°C, panee, nmocne BbUIMBAHMS DEAKLIMOHHOM MACCHL B JiEl, HUTPOIPORYKT
IKCTPArMPYIOT ITHAALETATOM, SKCTPAXT IPOMBIBAIOT BOAOH (2 X 20 »ur), 3%, BOTHBIM PACTBOPOM COLBI
(1 %20 M), Bopoit {1 x 20 mx), cymaTt vag MgSO4; 0CTATOK NMOCKE YHAPHBAHUY TIEDEKDHCTAIUTHMIOBBI-
BAIOT u3 auetona. Tun 215...216 °C. M* 190: UK crextp: 1120, 1310, 1565, 1600, 2960, 3120, 3220,
3325 e - Caextp IIMP (aneron-De): 5,30 M. m. (4H, ¢, 2CHz). Boixon 36%.

4,6,8-Tpruurpo-4,5,7,8-rerparunpo-6H-2,1,5-oxcanuazono [3,4-71-1,3,5-1tpuazenun (IIL,
C4H4NgO7). CunTtes oCymeCcTBIsIOT, KaK ONMCAH0 IS coepmuesus I, MCroasays BMECTO IVAHMAHHA
HA®. Hurposauue nposonst nipu 5...15 °C 8 cpene HNO3—A20, 5: 1 (ofsemu.) u3 pacuera 6 ma
HHTPYIOmEH CMeCH Ha 1 ¢ KPHCTAJUTMUECKOr0 6CTaTKa, Aobasiss BMecTe ¢ nocnenM ~15%, sec. cons-
HO-KMCHOTO MeTtrnamMuHa. ITomydennsii mpopyxy I nepexprcTa/um3oBsIBa0T M3 criupTa. Trn 151 °C.
UK criextp: 1110, 1280, 1310, 1610, 3070 et Crnexrp fIMP (ameton-De): 6,42 M. 1. {41, ¢, 2CHD).
Boixon 36%.

6,8-{mnurpo-5,6,7,8-rerparnaporerpasonof4,5-a}-1,3,5-rpuasun (V, C3H3sNzO4). B 30 »ux s0-
et pacreopsoT 3,63 r (0,03 Monp) muruppara S-amumuorerpasonia u 4,05 r (0,03 mons) NEHLSO3K,
nobasasior 5,9 ma (0,06 mop) BORHOTO hopmannnerua, ZoeoaaT pH pacreopa 1o 4,0 ¥ yIapusaioT
PEaKIMOHHYIO CMECh HA poTopHOM mcnapurese npu 80...90 °C.

K pacreopy 15 mn 989, NHO3 (d = 1,506) 1 10 v AcOH nipu BO3MOXHO HH3KOH TeMIIEpaType
(~=5...-10°C), 0BecneanBar0mest nepeMeIHBAHHE PEATEHTCR, JOGaBISTIOT 7,1 T MOy eHEOr0 NpY yia-
DMBAHNK KPUCTAJIIMEECKOr0 ocTaTka oprospemMenrHo ¢ §,76 r {0,801 momp) CH3NH, < HI, nanee nprum-
Ba10T 20 M1 Acz20. Peaku#OHHYO CMECH BlepuBaoT npu 5...8 °C 8 teuenue 2...2,5 u, 3aTeM BbUHBA-
10T 8 100 r mpaa. TIpomykT Sxcrparmpyior stnanerarom (3 x 80 mu), 5KCTPAKT NPOMBIBAIOT BOKOM
(1 x 30 mn) u repememnmsarot 0,5 g ¢ 3%, BOXHBIM PACTBOPOM COmbl, Kodasnsas nepuopmuecky NaxC03
1o pH Bonuoit daser 7,5...8,0. Hanee opranmueckuil ok OTHESSIFOT, IPOMBIBAIOT Boxoit (1 x 30 M),
cymar mag MgSOs, ymapusaror. Iosyuaror 2,34 r ocrarka, XpoMaTtorpadupoBaHMeM KOTOPOro Ha
xonouxe ¢ Silpearl (rexcan—sTrnanerar, 1 : 3), ssigensior 1,43 r (24%) coemuuenms V. Re 0,5.
Tun 154...155 °C (»13 auerona}. YK cnexrp: 1280, 1580, 2995 oMt Crexrp IIMP (AMCG-Ds):
6,42 M. 1. 2H, ¢, 5-H), 6,43 M. 1. (2H, ¢, 7-FD).

8-AnerokcumeTii-6-HHTPO-5,6,7,8-rerparnnporerpascacf4,5-¢} - 1,3,5-Ttpuasuu {V1,
CeHoN704). Cuntes poBOIST KaK OMMCAHO [t COSNMHEHUS V, HO PEAKIHMI0 KOHAEHCA MM OCYIIECTB-
st npu pH 6,5, a mpu xpomaTorpaduposanuu cobuparot dpaxurno ¢ Ry 0,26. Ty 138...139°C (us
cmupra) . Mosnekynspras Macca (30ynsmockonis) sadineHo: 246, esraucieHo: 243. VK cnexrp: 1270,
1560, 1750, 2290 cm™™. Criextp IIMP (EMCO-Ds): 6,33 (2H, ¢, 5-H), 5,57 . 1. 2H, ¢, 7-H), 5,46
(ZH, ¢, CH20), 2,14 M. 1. (3H, ¢, Ci3). Bexon 21%,.
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