D NopPOraloLUNH ABIAETCA U3BECTHBIM MHOIoLesIeBblM XUMNYEeCKNM CbipbeM. OH
NCMNOJIb3yeTCs B Ka4yeCTBe NCXOAHOr0 KOMMNOHEHTa AJ19 CUHTEe3a 3MOKCUAHbIX CMOJ,
08 MONYHEeHUA 3aLlNTHBIX MOKPbITUA, TEPMOPEAKTUBHbLIX CMOJI, NONYNPOAYKTa B
CUHTEe3e KpacuTenen, ona CMHTe3a Maslo4yBCTBUTE/IbHOIO B3PbIBYATOrO BellecTBa
1,3,5-TpnamunHo-2,4,6-TpnHntpobeHsona n ap. O4HUM M3 CaMbIX PaCNpPOCTPaHEHHbIX
cnocoboB nonyyeHusa gpnoporawounHa (Pr) asnaertca rmgponns conen 1,3,5-
TpuammHobeH3ona (TAB) npu noBbiWeHHbIX TeMnepaTypax [1-5]. Mpn aTom TAB
MoJly4aroT BOCCTAHOBIEHMEM CMMMETPUYHOro TpuHnTpobeHsona (THB) nan 1-HnTtpo-
3,5-hbeHnneHgmamunHa. Lenbto HacTosAwen paboTbl ABASNOCH UCCefoBaHUe
rMAPOSIN3a CEPHOKNCION N consHokucnon conen TAb u pa3spaboTka
TexHOJIOrM4YecKoro npouecca noay4yeHma pnopornounHa. TAb nony4vanm
KaTaanTu4eckum rugpumposaHmnemMm THB B cpene MeTUN0BOro cnvpTa C
NCNosb30BaHMEM B Ka4YeCcTBe KaTasim3aTopa 5 % nannanua Ha yrne. Npu
nccnenoBaHMAX onpeaensanm Koam4ecTso BOAbl U BpeMS BblOEPXKU, HeEObXoanMble
aona rngponnsa conn TAB. AHanns3 NnpoayKTa Ha cogep>XaHMe 0OCHOBHOIO BeLllecTBa
NpPOBOANAN METOA0M BbICOKO3(h(PEKTUBHOM XUAKOCTHON XpomaTorpadum (BaXKX).
Pe3ynbTaTbl NCCIe40BAHNN TMAPOAN3a CoNaHoKuUcnon conu TAB npuBeneHsl B Tabn.
1, cepHokucnonm - B Tabn. 2. C uenbto onpenesieHnsa onTuMasabHOro BpeMeHN
BbIAEPXXKWN NMPU rnapoamnse conssHokucaon conm TAb 6bim npoBeaeHbl ONbIThl, B
KOTOpPbIX BPEMS BblAEpP>XKU n3MeHsANn oT 13 0o 18 4. I3 pe3ynbTaTos,
npencraBaeHHbIX B Tabn. 1, BWOHO, 4TO NMPU YMEHbLUEHUN BPEMEHW BblAEPXKKN
peakunoHHOM Macchl 4o 13 4 (on. 3, 5), a Tak)xe npu yBenndeHnm oo 18 (on. 1),
BbIXO4 (PIOPOrloUMHA CHMKaeTCa Ha 2+3 % 1 oCTaeTCsa NpPakTUYeCKn NOoCTOAHHbIM
rnpw Bbloep>xKe B TedyeHue 15+17 4. YBenmyeHne moayns no soge € 6,3+6,4 (on.1-4)
0o 8,6 (on. 5-8) 06. 4. BoAbl Ha 1 Mac. 4. conssHokucnom conu TAT Tak)xe NPMBOAUT K
MoNIOXKUTeNbHbLIM pe3ynbTaTaM. O4HaKO fanbHenwee ysenndyeHme mogyna (on.9-11)
NPUBOOUT K HE3HAYUTESIbBHOMY CHUXXEHUIO BbiXO4a npoaykTa. Takum obpasom,
3KCMepuMeHTasIbHO YCTaHOBJIEHO, 4TO Bbixod P npn rugponmise CONAHOKNCIION COMn
TAB 3aBUCUT OT ABYX NapaMeTpoB NMPoBeAEHMNS NMpoLecca: OT KoIM4ecTBa B3ATOW Ha
rmapoamn3 BoAbl N OT BpeMeHN BblaepXKN. ONTUMasibHbIMWN NapaMeTpaMu NMosly4eHus
O rmaponn3omM CoNaHoKnUcCon conn TAb ABNAIOTCA: + KONINYECTBO BOAbI A1
rmgponmsa: 8,6 06. 4. Ha 1 mac. 4. conu; - BpeMs BblaepXKn: 15+17 4. Tabnmua 1 -
3aBNCUMOCTb BbixoAa @I OoT yc/10BMW NpOBeAEeHUS TMAPO0JIN3a CONTAHOKUCION COMN
TAB Ne n/n 3arpy3ka Ha onblT ConiiHaa KNCoTa, r Bpemsa Bbiaep>Xku, 4 Boixon O
Copep»xaHue oCHoBHOro BewecTtsa, % cosb TAB, r Boga mna 06. 4. Ha 1 Mac.4. conn r
% 128,81806,31,3318,011,4373,398229,71906,41,5417,012,0574,9993
32,1 202 6,3 3,86 15,0 13,06 75,199 4 30,3 1916,3 2,54 13,012,111 73,7995 30,3
260 8,6 4,57 13,012,58 76,6 98 6 30,3 260 8,6 4,32 15,0 13,16 80,1 99 7 30,1 258 8,6
2,01 16,512,58 77,199 8 30,3 260 8,6 5,42 17,013,08 79,7 99 9 35,0330 9,4 3,68
15,0 14,93 78,7 99 10 32,1 303 9,4 3,27 15,0 13,54 77,8 99 11 30,3 290 9,56 2,67
15,0 12,72 77,4 99 Tabnuua 2 - 3aBUCUMOCTb BbiIxoda ®I OT yCNOBUI NpoBeaeHns



rnaposnsa cepHokucnonm conn TAB Ne n/n 3arpyska Ha onbIT BpeMs Bbloep>XKK, Y
Boixon ®I Conoep>xaHme OCHOBHOro BewecTBa, I conb TAB, r sBoga (NH4)2504, rr %
mn 06.4. 142,46 1002,46,013 11,10 73,7 98,52 43,401503,56,013 11,76 78,0
99,0 3 BnaxHasa cosb 148 3,56,0 13 12,08 ~ 80,099,04 42,69148 3,5-1311,46
75,599,0542,001503,6-1311,5777,6 99,06 30,001454,8-98,7382,0~ 1007
28,001354,8-118,46 85,1 ~100842,362004,7-1312,2781,699,09 42,17 200
4,7 -1312,5083,299,01041,792004,8-1312,5384,599,011 28,001354,8-13
8,01 80,6 ~ 100 12 28,001354,8-157,97 80,299,013 30,00 1605,3-119,12 85,7
~ 100 N3 paHHbIX, NpMBeAEeHHbIX B Tabn. 2, BUOHO, Y4TO BbIX0O4 hJIOpOratoLmHa,
MOJIYYEHHOro N3 cepHokucionm conn TAB, Tak)Xe 3aBUCUT OT BPEMEHUN BblOAEPXKKN N OT
KoJQIM4ecTBa UCNOsIb3yeMon A9 rmaposnsa soabl. iccneposaHme 3aBUCMMOCTH
BbIXO[a NMPOAYKTa OT BPEMEHU BblAep>XKKN (on. 6-12) noka3anu, 4To onTuMasbHoe
BpeMS BblAeP>XKN, Npu moayne no soae 4,7+4,8 06. 4. Ha 1 Mac.4. CEPHOKMCIION CONK
TAB, cocTtasnsaeT 11 4. MNMpwu 3ToM BbiIxoa Pl npesbiwaeT 85 %. YBenmyeHune spemMeHun
BblOep>XKn 0o 13 n 6onee 4acoB NpuUBOOUT K CHMXXeHUIO Bbixoda @I, MNpu
nccnenoBaHUAX 3aBUCMMOCTU BbIXOZA OT KOJIMYeCTBaA BOAbl YCTaHOBJIEHO, 4YTO
yBenun4eHmne moaysasa no soae (0THOCUTENbHO MAaTEHTHLIM AaHHbIM [2]) NONOXXNTENbHO
B/INSET Ha BbIX0o4 N KavecTBo OI. Tak, Nnpn Mmoayne no soge, paBHom 2,36 06. 4. Ha 1
Mac.4. conum TAB, Bbixog @I npu copep>XaHnUM 0OCHOBHOro BewecTBa 98,5 % cocTtaBun
Bcero 73,7 % (on. 1), npn mogyne 3,5+3,6 - 77,8 % B cpenHem (on. 2-5), a npwu
moayne 4,7+4,8 06. 4. - 82,5 % B cpegHeMm. Nprnyem npmn yBenmyeHnn moayns no soae
yBe/IN4YMBaeTCs coaep XaHne 0OCHOBHOIMo BewecTsa B npoaykTe o 99+100 %.
Ncnonb3oBaHue onsa rugponmsa Baa>KHOW cepHokucsion conn TAB B konuvectse ~ 43
I B NepecyeTe Ha CyXon NpoaykKT (on. 3) He BAMSAET Ha BbIXO4 N Ha KayecTBo @I, B
OT/IN4ME OT NUTepaTypPHbIX AaHHbIX [2], B xoae akcnepumeHToB (on.1-3) 6bino
ornpepnesieHo, 4TO Cy/sibhaT aMMOHUA NPAKTUYECKU He BANFET Ha BbIXO4 N Ka4eCTBO
@I, cnepgoBaTeNlbHO, ONTUMaJibHblE NapaMeTpbl rMOgposin3a cepHokucaon conu TAB
cnepyroume: - Koam4ecTso BoAbl Ana rmgponmvsa conun: 4,8 06. 4. Ha 1 mac. 4. conu; -
BpeMsa BbiaepXKu: 11-13 4. [1na ynpouwieHna npouecca noayydyeHns O, BO3MOXXHO
NCKOYeHue cTagnmn: BelgeneHmnsa conu TAB, ee NpoMbIBKU 1 cywku. Mpu fanbHenwmnx
nccnenoBaHMax HeobxoamMMo NPOBEPUTb BO3MOXXHOCTb nosiy4eHus O ruaposn3om
conen 6e3 BblAENEHNSA NX N3 PEaKLMOHHOM MacCbl Nocse BoccTaHoBeHns THB.
dKcnepuMmeHTasibHada 4YacTb 1. Mony4eHne conenm TAB B peakTop (V=1 n),
CHab>XeHHbIN MeLlankKon, TepMOMETPOM M 3aTBOPOM, A1 CO34aHUA OaBJI€HNS B
peakTope o 300 mMm. BoA. cT. 3arpy>anm 30 r THB n 150 mn MmeTmnnosoro cnmpTa,
BKJIIOHAIM NepemMellBaHne U 019 BbITECHEHNA KUCI0Opo4a BO34yXa peakTop
MHOIOKpaTHO npoaysann sogoponoM. Coaepxmmoe peakTopa Harpesaam 4o
TeMnepaTypbl 57 2C. 3aTeM B TOKe BOLOpPOAA B peaKTop 3arpyxanm 1,2 r
KaTanmsatopa (5 % Pd Ha yrne), cycneHonpoBaHHOro B BOAHOM MEeTUI0BOM CriupTe.
Mocne 3arpy3kun KaTaamsaTopa peakTop BHOBb NpoAyBasin BOLOPOAOM 2-3 pasa un
BKJ1IOYAJIN UHTEHCMBHOE nepemMewinBaHume. o xooy npouecca rmgpuposaHus



KOHTPOJINPOBAIN TeMMepaTypy peakunm n CKOpoCTb noraouweHnsa sogoponaa. O
3aBepLeHnn peakumm cygnam no oTCyTCTBUIO MOrJoWeHna BOAOPOAa N CHUXXKEHUIO
TeMnepaTypbl B peakTope 0 57 2C. 1o OKOHYaHNN peakunm BOCCTaHOBIEHUSA
peakLUMOHHON Macce AaBasn BblAepXKy 15+20 MUH, oxna)kganm 0o TeMmnepaTypbl
5+7 °C n pmnbTpoOBaIM OT KaTasmsaTopa. KaTanmsaTop npomMbiBasn Ha BOpoHke 20
M1 MeTaHona. NMpoMbIBHOWM MeTaHoA N hunbTpaT 06beanHANM N NCNoNb30Baan Ans
nony4vyeHus cosien TAB ¢ HeopraHM4YeCcKNMU KncnoTamu. Ansg nonyyvyeHnsa CepHOKNCIION
conn TAb obbeanHeHHble PUbTPaTbl U3 NPUEMHMNKa 3aanBanm B peaktop (V = 1 n),
npeaBapuTesibHO NPOAYThLIN a30TOM, N NPU NepeMeLInBaHNN N OXJTaXXAEHNN NPU
TeMnepaType He Bbiwe 15 2C fo3npoBanun 4 MO KOHLUEHTPUPOBAaHHOW CepHOM
KMNCAoTbl Ha 1 mosib THB (32 Mn, 96 % H2S04). ng nony4eHns CONSAHOKNCON CONNn
TAB B peakTop (V = 1 n1), cHab>XeHHbIN MeLllankon, TEpMOMETPOM N LO3UPOBOYHOM
BOPOHKON, 3anmBanu 80 Mn MeTaHONa U NMpU OXJaKaeHnn aosmposanun 5 monen 36 %
-HOW coNnsiHOM KMcnoTbl Ha 1 monb THE (60,5 Mn1). 3aTeM peakTop Npoaysasn a30TOM
N Npu TemnepaType He Bbilwe 15 2C B peakTop 003MpoBann obbeguHEHHbIE
GpunbTpaThl, cogep>xxawme TAB. Conn TAB oTpUAbTPOBLIBANN, MPOMbIBAJIN METAHOJIOM
00 OTCYTCTBUSA OKPACKN B MPOMbIBHOM CAMPTE U CYLINAN 00 NOCTOSHHOW MacChbl Npu
TemnepaType 80+100 2C. lNMocne cywKn NpPoAYKT YNaKOBbIBaJIN B repMeTUYHbIe
6aHKW, XpaHWAM B 3alUMLLEHHOM OT CBeTa MeCTe 1 MCNOMb30Bann onsa nonyvyeHuns or.
2. Mony4yeHne O rngpoansom consHokucnonm conn TAb B peakTop, CHab>XeHHbIN
MeLllankon ¢ 3aTBOpoM, obpaTHbIM XON0AUIbHUKOM, COeANHEHHbBIM C KAaMepon,
3arnoJIHEHHOM a30TOM M TEPMOMETPOM, 3arpy>kajm pac4eTHoe KOJM4ecTBOo
consgHokucaon conn TAB n BoAabl, BKJOYaNM nepemellBaHue, NnpoayBasan peakTop
a3oTomMm, nogorpesanun Ao 90 °C n nposepsnm 3HavdeHne pH peakLMOHHOM Macchl. Mpun
HeobxoammocTn gobasnsanm consHyto Kncaoty oo pH cpegbl 1,0+1,5, nogorpesanu
copgepxxnmoe o kuneHns (101+103 °C) v Bbigep>Xxmnsanau rnpun 4aHHOW TemMnepaType B
aTMocC(epe a30Ta pacyeTHOE KOJINYeCTBO BpeMeHW. Bo BpeMs BblAep>XKU Yyepes
Kaxkable 20+30 MuH. npoBoanamn 3amep pH peakUMOHHOM MacChl 1 Npu
HeobXoAMMOCTU NMpuKanbiBaan CoONAaHyo Kncaoty go pH cpegbl 1,0+1,5. Mo
OKOHYaHWW BbIOEPXXKN PpeaKLMOHHYI0 Maccy oxnaxgann go 90 °C, nobasnsnn
AaKTMBUPOBAHHLIN yronb (BAY nsmenbyeHHbIn) B Konnyectse ~ 0,15 mac.4. Ha 1 Mmac.u.
conaHokucson conn TAb n kunaTnnam 20+30 MUH. o OKOHYaHWIO BblAEPXKKN
npoBoOANAN ropaYee puibTPOBaHNE PeaKLMOHHOW MacChl OT yrasa. Yronb Ha punbTpe
rnpombiBann ropsyvyen sogon. ObbeamHeHHble puabTpaThl oxaaxkganum go 0+5 °C.
Boinaswunmn @I oTpuAbTPOBbLIBAIN, MPOMbIBASIN OXJIAXKAEHHOW BOAOW N CYLUUN NPKU
TemnepaTtype 100+110 °C. 3. NonyyeHne O ruaponnsom cepHokmncnom conn TAb B
peakTop, CHab>XEeHHbIN MeLlasIkon C 3aTBOPOM, 06paTHbIM X0N0ANIbBHUKOM,
CoeiIMHEHHbIM C KaMepon, 3arnoJIHEHHOM a30TOM U TEPMOMETPOM, 3arpy>xanm
pac4YeTHOe KOJINYeCTBO cepHoKucson conm TAB 1 Boabl, B psage onbiToB (CM. Tabn. 2)
3arpy>xasim pacHeTHoe KoJIN4eCTBO CcysibdpaTa aMMOHUA. BKoYanm nepemeluBaHue,
npoayBasn peakTop a3oToM, nogorpesann cogepxumoe o kuneHus (102+104 °C) n



BblOEP>XXMBaIN NPU OAaHHON TeMrnepaType pacyeTHoe KOJIMYeCTBO BpeMeHU. O4UCTKY,
BblaesieHne n cywky @I npoBoanaun Tak e, Kak Npu ruaposinse CogISHOKUCI0ON Coun
TAB. BeiBoabl 1. B pe3ynbTaTe nccnegoBaHuUm ruposimsa CoNsSHOKUCION n
cepHokucnonm conen TAB pa3paboTaHbl TEXHOOMMYHbIE CNOCODbLI NONyYeHus
goioporaounHa. Beixon npogykTa Cc cogep»XaHmeMm oCHoBHOro sewectsa 99+100 %
COCTaBWII: N3 congHokmcnonm conn ~ 80 %, ns cepHokucsion conn ~ 84 %. 2.
YCTaHOBNEHO, 4YTO BbIX04 (PJIOPOrlOLUMHA 3aBUCUT OT BPEMEHU BblAEPXKN U OT
KoJIn4ecTBa UCMOsb3yeMon Ansd rmgponvsa sogbl. 3. PazpaboTaHHble MeToObl MOTYT
ObiTb peann3oBaHbl B MPOMbILLIEHHOM MacLiTabe.



