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(54) CNOCOB NONYYEHWA 5(6)-AMUHO-2-(4-AMAHO®EHWUIT) BEH3UMWOA30NA

(57) Pedepar:

M300peTeHne oTHocuTCcA K obnactu opraHuyeckom
XMUK 1 KacaeTcs cnocoba nonyyexus 5(6)-aMuHo-2-
(4-ammHobeHun)beHsnmmnaasona (QAPBN),
SIBMSIOLLErocsl MOHOMEpOoM Ansi MPOU3BOACTBA
TEPMOCTOMKMX U BBICOKO  MPOYHBIX  BOJIOKOH.
OnucbiBaeTca cnocob nonyyveHus 5(6)-amunHo-2-(4-
amMuHodeHun)beH3nMmaasona, BKAYaoLWmi
BoccraHoBnenue 24,4 -Tpunutpobersanunuaa
B 214,4"-1puamnHoGeHzanunun B mpUCyTCTBAM
KaTanusaTopa B BOAHOW cpefe, UuknogervapaTauuio
B cpefle BOOHOM KUCMNOTbl W BblOENEHUE LeneBoro
npoaykTa, npu 3TOM nony4eHHyo npu
BOCCTaHOBIEHUN 21,4,41-TpMHI/ITp066H3aHI/IJ'IVI,D,a
B 2'.4,4"-TpnamnHoBeH3aHNNNG, PeaKLMOHHYI0 Maccy

nocrne oTvAeneHnss katanusaTtopa o6pabaTtbiBatoT
CEPHOW KUCNOTON,

Bulgensior 2 '.4,4'-TpuamuHobensanvnug B Buge
MOHOCEPHOKUCIION  COMKW,  KOTOpYK  MnoaBepratoT
uuknogermapatauum HarpeeaHvem B cpene BOAHOW
CepHol  kucnotel Cc  obpasoBaHvem aurugpata
MOHOCEPHOKUCION conu 5(6)-amnHo-2-(4-
aMuHodeHnn)beH3nmmaasona, 7] nanee
HenTpanusaumen BblAenaT OCHOBaHWe. TexHUYecKui
pesynbTart - yCOBEPLUEHCTBOBaHNE crnocoba
nony4YexHus 5(6)-amunHo-2-(4-
amuHodeHun)beHsnmmgasona w13 21,4,41-TpI/IHVITpO-
OeH3aHnnnaa ¢ uenbio co3gaHus 9dEKTUBHOIO
MarooTX0OQHOIO MpOM3BOACTBA MPOAYKTa  BbICOKOWM
cTeneHn YuctoThl. 5 3.n. d-nbl, 1 vn., 1 Tabn.
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(54) METHOD OF OBTAINING 5(6)-AMINO-2-(4

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: present invention pertains to
organic chemistry and method of obtaining 5(6)-
amino-2-(4-aminophenyl)benzimidazole, which is a
monomer for producing heat resistant and high-
strength fibres. Description is given of a method
of obtaining 5(6)-amino-2-(4-
aminophenyl)benzimidazole, involving
of 2,4,4 -trinitrobenzanilide
to 214,4"-triaminobenzanilide in the presence of
a catalyst in an aqueous medium, cyclodehydration
in an aqua acid medium and separation of the
target product. The reaction mass obtained from

reduction

-AMINOPHENYL) BENZIMIDAZOLE

the  reduction
catalyst is

process after separation
processed with

mono-sulphate salt

by further neutralisation.

EFFECT: perfection of the method with the aim
of efficient low-waste production of a product

with high degree of purity.
6 cl, 1 dwg, 1 tbl, 6 ex

Crpanuua: 2

sulphuric
acid. 2'4,4"-triaminobenzanilide is separated
form of mono-sulphate salt, which is subjected to
cyclodehydration through heating in an aqueous
sulphuric acid with formation of a hydrate of
5(6)-amino-2-(4-
aminophenyl)benzidazole and the base is separated
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HacTtosiwee n3obpeteHne oTHOCUTCS K 06r1acT OpraHNYecKon XMmMmm 1 kacaeTcs cnocoba
nony4veHuns 5(6)-ammnHo-2-(4-amnHodeHun)beH3nmmaasona - MOHoMepa Ang NpousBoacTea
TEPMOCTOWMKNX U BbICOKOMPOYHBLIX BOMOKOH.

M3BecTeH cnocob nonyyenuns 2-(4'-ammHodennn)-5-amnHobeHsMmaasona KoHgeHcaumen 4-
HUTPOBEH30MHOW KUCHOTbI C aHUMMHOM, AMHUTPOBaHUeM obpasytoerocs N-
(4'-nnTpoBensonn)aHunnuna ao N-(4'-HnTpobeH3omnn)2,4-AMHNTPOAHUANHA C NOCTEeaYOLLMM
BoccTaHoBneHnem B 24,4 -TpuammHo6ensannmna 06paboTkoi rmapocynbMUAOM HAaTPUA 1N
aMMOHUS 1 LuMKnogervapaTaumen TpuaMmvHa B LIENeBOK NPOAYKT B Cpede CONAHON KMCMOTbI Mpu

HarpeBaHMM'
COOH

—2H O

NaHS + H,0
N— >—NHOC~<@*NO2
~Na, 5,0,
NO
— O SO
-H,0

H

ﬂmaMMHo6eH3MMMp,a30n ounLaoT nepekpuctannuaauuen na ataHona (Marent CLUA
4109093, HKW 548/310.7, ony6n. 22.08.1978). Hegoctatkamu cnocoba aBnsaoTca 60sbLLON
pacxof KOHLUEHTPMPOBaAHHbLIX CEPHOM N a30THOW KUCNOT, a Takke rmgpocynbduga HaTpusa unm
aMMOHWS, YTO NPMBOAMNT K 0Opa3oBaHMio BONbLIOro Kon4yecTsa O0TX04O0B, LENOYHOM

rmaponus 21 4 41-tpuHutpobeHsaHnnmuaa B NpoLecce BOCCTAHOBMNEHMS, NPUBOAALLMIA K
CHWXEHMIO BbIXoda, 3arpasHeHue LeneBoro npoaykra coegnHeHnamm cepbl. OTo obycnasnmeaeT
Heo6X0AMMOCTb OUMCTKM 2-(4'-amuHoenmnn)-5-amuHobeH3Mmaasona nepekpucTannmsaumen us
3TaHona, NoTepu NPOAYKTa U YCIOXHAET TEXHONOMMYeCcKnii npowecc.

M3BecTeH cnocob nonyyennsa 5(6)-amnHo-2-(4-ammHodeHnn)beH3nmmngasona nytem
rmgpupoBaHus 2,4-OUHUTPOAHUITMHA Ha HUKene PeHest unu nannagum B CNUpTE € BblAENEHNEM
1,2,4-TpnammnHobeH3ona B Buae gocdaTta ¢ nocnegyowen koHaeHcaumnen ¢ 4-aMMHOBEeH30MHOM
KMCNOTON B cpefe nonmdocdopHOr KUCNOThl Npu HarpeBaHumn go 140-145°C (A.c. CCCP
498298, CO7D 235/18, ony6n. 13.09.1976). Hegoctatkom crnocoba siBnsetca obpasoBaHune B
KayecTBe nonynpoaykTa HeyCTOMYMBOro, nerko ocmonstoweroca 1,2,4-tppammHobeHsona u
npuMeHeHre BonbLIOro KonuyecTsa Aoporon NonmMocgOpHOM KUCNOTLI, obpa3oBaHune
3HaYUTENbHOro KoNMMyecTsa 0TXo4a - 3arpsA3HEeHHOW OpraHNYecKMMnN coeguHeHnAMU OCHOPHOM
KMCNOTbI.

M3BecTeH cnocob nonyyenns 2-(4'-ammHodennn)-5-amnHobeHsMmaasona KoHgeHcaumen 4-
HUTpPO-1,2-guamnHobeH3ona ¢ 4-HMTPoBEH30MNXNOPNOOM C
obpasosaHuem 2'-amnHo-5"-HnTpoaHunmaa 4-HMTpobeH30HOI KUCMOThI C MOCHEeAYOLLM
BOCCTaHOBMNEHNEM rmapocynbMUaoM U OOHOBPEMEHHOM LMKnoaernapataumen B LWernoyYHom
cpene npv HarpesaHun npu 95-100°C B TeyeHune 10-12 yacos:
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cocl
O,N NH

2 2 0N NHOC @NOZ
+ —_— - —_—
NE ~HC1
NH,

NO,

H,N N
NaHS 2 N\
- C NH,
[H,0], -Na,S,0, /
|
H

LleneBoli npoayKT BbIAENAOT B BUAE KpucTannormapara ¢ umctoton 91-92% u Temnepartypon
nnaenexHns 140-142°C (Matent CLUA 4192947, CO7D 235/18, onyon. 11.03.1980). HegoctaTkom
cnocoba ABnsieTcs Ucnosnb3oBaHue TPYAHOO4OCTYMHOMO U 4OPOroro 4-HuTpo-1,2-
OnamumHobeH3ona, H1M3Kas CTeneHb YMCTOThI LeNeBoro npoaykra.

M3BecTeH crnocob nonyyernst 5(6)-ammHo-2-(4'-ammHodernn)6eHsnmmaasona
umknopernapataumeii 24,4 -TpuammHobeH3anMnmnaa B cpese ConsHON KUCNOTbI Npu
HarpeBaHUKN B NPUCYTCTBMM MypaBbhHOM kucnoTobl (A.c. CCCP 1438178, CO7D 235/18, ony6n.
27.07.1995). HepgoctaTtkom cnocoba ABnsieTcst UCNoNb30BaHNE KOHLEHTPUPOBAHHON CONSAHOM
KMCNOThI NpY HarpeBaHuu, BblAeneHne LieneBoro NpoaykTa B Buae tpurugpoxnopuaa
3aKpenneHmemM peakLMOHHON Macchl 6OMbLIMM KONTIMYECTBOM KOHLEHTPUPOBAHHOW COMSIHOW
KMCIOTLI C Nocneaylowen ee HelnTpanusaumen, YTo NPUBOAMT K NOBbILLEHWUIO KOPPO3NOHHOM
aKTMBHOCTK paboyein cpeabl 1 06pa3oBaHMo GONBLLOIO KONMYecTBa OTXOAOB, 3arpA3HEHHbIX
NPUMECAMU OpraHNYeCKNX COEANHEHWA.

M3BecTeH crnocob nonyyenuns 24,4 -tpuammHobeHsanmnuaa - nonynpoaykta cuHTesa 5(6)-
aMnHO-2-(4-amnHodeHnn)beH3Mmngasona BOCCTaHOBIEHNEM 21,4,41-TpVIaMVIHO-66H33HVIJ'IVI,D,a
BOOOPOAOM B cpefe BoAbl B NPUCYTCTBUM KaTanuaaTtopa nog gasneHnem sogopoda 1,5 MlMa u
Temnepatype 0o 130°C (MateHT PO 2041200, CO7C 233/80, onyon. 09.08.1995). MNocne
3aBeplLeHnst npoLiecca BoccTaHoBneHus pacteop 2',4,41-TpuammHo6eHsanunmnaa B Boge npu
130°C oTaensaoT OT kaTanuaaTtopa (ounbTpoBaHUEM U LieneBon NPoAYKT BblAeNsAoT
KpucTannuaaumen nyteM oxnaxaeHusa pactsopa. Hegocratkom cnocoba BOCCTaHOBMEHMS C
Bbiaenennem 2" 4, 4'-tpuammHobeHsannnuaa B BuAEe 0CHOBaHMA ABNSETCA 06Las CKMOHHOCTb
aMUHOCOEAVHEHWIA, coaepXallmx ase 1 bonee ammHOrpynn B 0O4HOM apoOMaTU4EeCKOM S4pe K
okucneHuto (Bopoxuyos H.H. OcHOBLI cMHTE3a NPOMEXYTOYHbIX MPOAYKTOB U KpacuTenen. / FXWU,
M., 1955. - 839 c.). B 10 e Bpems Ux conu ctabuneHbl. Ha 3ToM OCHOBaH npuem BbigeneHus
TpmammHobeH3ona B Buae gocdaTta, UCMosib30BaHHbIM B YNOMUHABLLEMCS BbILLE Cnocobe
nonyyerns JA®BU (A.c. CCCP 498298, C 07 D 235/18, ony6n. 13.09.1976). Kpome Toro,
1,2,4-TpMaMnHoBEeH301, NpUCyTCTBYOLWMIA B BUAe npumeci B 24,4 -tpnammHobensanunuae,
nerko okucrnsieTca B 6EH30XMHOH, KOTOpLIN pearupyeT ¢ 1,2,4-TpuaMmHOBEH3010M C
obpasoBaHueM 2,3,6-TpmaMmnHodeHasnHa, 06yCcrioBnMBaroLLEero
useTHocTb 2',4,4 -TpnamnHobensannnuaa n (6)-ammHo-2-(4-ammHobernn) 6eHsrmmaasona.
MpucyTtctBue 2,3,6-TpuamuHodeHasnHa B JADPBW 6bino noaTBepX4eHO HAaMU METOA0M
XpoMaTomacc-CnekTpockonuu (MonekynsapHasa macca 225).

M3BecTeH cnocob nonyyeHust 21,4,41-TpVIaMI/IH066H3aHI/IJ'II/ID,a KaTanMTU4ecknm
BOCCTaHOBJIEHMEM 21,4,41-TpmaMMHo6eH3aHmnmga BOLOPOLOM B cpefie opraHn4eckoro
pacTBopuTEns Ha NannagueBoM KatanusaTtope, NnpomoTnpoBaHHom 6opom (A.c. CCCP 546608,
CO07C 103/20, ony6n. 15.02.1977). B kayecTBe pactBopuTEnein NpeanoXeHsbi
anmeTtundopmamua, nsonponaHon unu anokcaH. OgHako U3 NpUMBEAEHHbIX pacTBOpPUTENEN
M30MponaHon 1 UOKCaH He NPUrogHbl Anst OCYLLEeCTBNEHMS NPOMBILLNEHHOrO npoLecca
npoussoactea 24,4 -TprnammHoBeH3aHMnaa n3-3a ero HU3KOI PacCTBOPUMOCTU U CBSI3AHHBIX C
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3TUM TPYAHOCTSIMW OTAENEeHNsa pacTBopa TpuamMmuHa oT Katanusartopa. Qumetundopmammng
obnagaeT BbICOKOM pacTBOpPsitOLLE CMNOCOOHOCTBIO MO OTHOLUEHUIO

k 24,4 -TpnammHobensannnnay (Tabnuua). OgHako BeigeneHue na pacteopos [IMOA sensetcs
CMNOXHOW TeXHUYeCKor NpobrnemMon, NOCKOmNbKY TpebyeT nnmn AByXCTyneH4YaToun Bbinapku 4acTtu
pacTBOpUTENS C OTAENEeHNEM BbIKpUCTaNNn3oBaBLUEerocs TpuaMmmHa, npuyem nNpoaykT npyu aTom
ocmonsietca, unu euiaenennsa 24,4 -tpnammHobensannunmnaa n3 pacteopa nytem pasbasneHns
OOonbLUXMM KONMMYECTBOM BOAbIl, YTO NPUBOOUT K PE3KOMY YBEMMYEHMIO SHEPrOEMKOCTH npoLuecca
pereHepauum pactBopuTens.

O4HUM 13 BaXXHbIX NPOMbILLNEHHbIX METOA0B BOCCTAHOBNEHWUS apoOMaTUYEeCKUX
HUTPOCOEAUHEHNIA B COOTBETCTBYIOLLME apoOMaTMyeCKne aMUHbl SBNSIETCSH BOCCTaHOBEHNE
Xenes3om B BOAHOW cpefie B NPUCYTCTBUM aneKkTponura:

4ArNO,+9Fe+4H,0—4ArNH,+3Fe;04

LleneBor amMunH BbIOENSOT N3 peakuMOHHOKW MaccChl Nocne ee HerlTpanuaaymm OCHOBaHUAMU
nyTeM OTFOHKM MUK nnbTpaumm pactTBopa aMMHOCOEAMHEHUS OT MOBOYHOro NPoAyKTa - oKcuaa
xenesa (BopoxuoB H.H. OCHOBLI CMHTE3a NPOMEXYTOYHbBIX MPOAYKTOB 1 kpacuTenen. / XN, M.,
1955. - 839 c.; Oppoc J1.C., Nopenuk M.B. Xrmusa 1 TeXHONOrNs NPOMEXYTOUHbIX
npoaykToB. - J1.: Xumuns, 1980. - 544 c.). HegoctaTtkom cnocoba siBnsieTcst obpasoBaHme
nocne HenmTpanusauun TpyaHoUNbLTPYIOLLErocs LWnama okeuaa xenesa.

Haunbonee 6nmskum aHanorom npenaraemoro cnocoba aensetcst cnocob nonyveHus 2-(4-
amMuHopeHnn)-5-amuHo-6eHsmmaasona (QAPBW) katanutuyeckum BoccTaHoBreHnem N-(4-
HUTPOGEeH30oun)-2,4-auHutpoannnuda (THBA) Bogopogom B cycrneH3nn B BOAHbLIX pacTBOpax
congaHou nnn gocdopHon kucnot (MNateHt CLUA 4417056, CO7D 235/18, ony6n. 22.11.1983)

H, - KaTaImu3arop HN N\\
o,n— () NHOC NO, O c NH,
kucrnoTa - H,0 /
NH

NO

2

B kayecTBe kaTanns3aTtopoB MCNONb3YOTCA KOHTaKTbl, coaepallne HUKeMb, nnaTuxy,
nannagui, poavni n pyTeHWI, Kak TakoBble, Tak U HAHECEHHbIE Ha OKUCb antOMUHUS,
antoMocunuKaT, OKUCb MarHusl, akTMBMPOBaHHbIN yronb 1 T.4. Konnyectso meTtanna
npeumyulecteeHHo ot 0,025 go 0,5 r Ha 1 kr THBA. HavanbHoe cogepxanue (C) THBA B
KMCNOTHO-BOAHOM cycneH3nn nameHsetca ot 0,15 go 1,5 monb/n. MonsHoe oTHoweHue (A):
kncnota/THBA - ot 2 go 20. NMpouecc npoTekaeT npu gasneHnn sogopoga ot 5 o 100 6ap
[0,5-10 MIMa] n Temnepatype (T) ot 20 go 100°C, Tak 4yTo npomsseneHne TxAxC paBHO nnu
fonbLe yem 50.

CkopocTb rmgpupoBaHus Bbicokas n conb JAPBU, obpasyiollascs B xoae peakuumm, Tot4ac
nepexoauTt B pactsop. Korga peakuns 3aBepluaeTcs, Npoctoe ropsvee unbTpoBaHue
Nno3BOnsieT OTAENUTb U BEPHYTb kaTanuadaTtop. OxnaxgeHnem 1, BO3MOXHO, BbiNapuBaHWEM
dunbTtpata conb JAPBUN moxeT ObiTb BblaeneHa B kpuctannudeckon dopme. JAGBEUN moxet
ObITb BblgerneH B opme cBOOOAHOIO OCHOBaHUA M0ObIM XOPOLLO M3BECTHLIM MeToaoM. B
npumepax npusegeHa HenTpanusauusa conv JAPBU rmgpokcngom HaTpus.

Mpu npoBegeHUn rMapMpoBaHNS 1 uuknogerngpataumm B NnpucyTCTBUN POCHOPHON KUCMOThI
Bbixod JAPBN (No gaHHbIM aHann3a MeToAoM XXMAOKOCTHOM XpomaTtorpadumn nog AasneHnem no
mMeTony obpaTtHbix has) coctaenseT 81-92,7%. Jlnwb B npumepe 1 JAPBUN-ocHOBaHME Gbin
BblAeneH HerTpanuaaumen rmapokcuaomMm HaTpus.

Mocne nepekpucTannusalmmn u3 sTaHona 6bin nonyyeH kpuctannoruapat JAGBN,
cogepxawymi ogHy monekyny soabl JA®BUNeH,O ¢ MonekynspHbiM Becom 242. Ero coctas
noaTBePXAeH arieMeHTHbIM aHanusoM n AMP-cnekTpockonuen. TemnepaTtypbl NnaBneHus He
npuBeAeHbI.

HepoctaTtkamum cnocoba saBnsa0TCS:

1. NpoBeaeHe BOCCTAHOBEHUS B Cpeae BOAHbLIX PacTBOPOB KMCMOT, YTO NPUBOAMUT K
noTepsiM AparoLeHHOro MeTanmna Kkaranmsaropa BOCCTaHOBMNEHNS B pe3ynbTate pacTBOPEeHUs
MeTarnna B KUCIoK cpefe (CM. YepTex.)

2. Bbicokasi KOPPO3MOHHAs aKTUBHOCTb CPebl, YTO NPMBOANUT K HEOBXOOANMMOCTU B Ka4ecTBe
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KOHCTPYKLMOHHOrO MaTepuana aBToknasa, paboTaroLero nog BblICOKMM AaBlEHNEM W,
crnegoBatesnibHO, MaTtepManoemMKoro, NCnosfib3oBaTb 4OPOroCTOSALWMNI BbICOKONErMpoBaHHbIN
MeTann - cnnae «XocTtennon C».

3. B onncaHmm nssectHoro cnocoba He npueeneHbl gaHHble No BblaeneHuto JAPEN B Buae
CYyXOro OCHOBaHusi, MPUrogHoro Ans NosyyYeHnsa nonmMmepoB METOAOM NMOSIMKOHAEHCALMN, U, KaK
cnencTeune, OTCYTCTBYIOT AaHHbIE, MO3BONAOLLME OLEHUTb CTENEHb €ro YACTOThI. [pnuBeAEHHbIN
B OnMcaHnn NpMMep NepekpucTannm3ayuumn rngpata ocCHoBaHMUs U3 3TaHoMNa He MOXeT bbITb
MCMorb30BaH B NPOMBbILLIIEHHOW NpakTUKe n3-3a HU3Kkon pacteopmumocTtn JAPEN B aTaHone
(Tabnuua). MoxHo oxnagatb, 4To BhigeneHne JAPEN B Buoe ocHoBaHWS MOHOMEPHOW YNCTOThI
OyneT conpoBOXAAaTbCsl 3HAYNTESbHBIMU NOTEPSIMUA U CHMKEHMEM BbIXOA4a NpoaykTa.

3agayen HacTosALero n3obpeTeHnsa ABNAETCHA yCOBEPLLUEHCTBOBaHME cnocoba nonyyvyeHuns
5(6)-amMnHO-2-(4-ammHoeHnN)6eH3nmmaasona uns 21,4,41-TpVIHVITpO6eH3aHVIJ'IVI,D,a C uenbto
co3aaHus appekTUBHOro MarooTX04HOro NPOM3BOACTBA NPOAYKTA BbICOKON CTEMEHN YNCTOTHI.

MocTaBneHHasa Lenb gocTUraeTcsl npeanaraemMsiM cnocobom nonyyeHust 5(6)-ammHo-2-(4-
amMuHopeHnn)beHsnmmngasona (JAGBN), BknrovaroLwLmm
BoccTaHoeneHne 24,4 -tpunntpobensannnuaa (THBA) B 27 4,4 -tpnamunobensanunua (TABA)
B MPUCYTCTBUK KaTanusatopa B BOAHOW cpede, uuknoaernaparaumio B Cpefe BOOHOW KACTOTbI U
BblaeneHue uenesoro npoaykTa. lNpeanaraembli cnocob xapakTepuayeTcst TEM, YTO NMOJTYYEeHHYH
npu BoccTaHoBneHun 2 4,4 -Tpunntpobensannnuaa B 2',4,4 -tpuammHo6eHaannnua
peakUMOHHY0 Maccy nocrie OTAereHus kaTanusartopa obpabaTbiBalOT CEPHON KUCIOTOM,
BblgensioT 24,4 -TpnammnHobeH3aHnnn B BUAE MOHOCEPHOKUCIION COMM, KOTOPYIO NOABEPratoT
uuknogernapatauumn HarpeBaHMeM B cpefie BOOHOW CEPHON KMCNOThLI ¢ 06pa3oBaHMeM gurngpaTa
MOHOCEPHOKUCIION conn 5(6)-amnHo-2-(4-ammHoceHmn)beH3nmmaasona n ganee
HeWTpanusauyuen BblAensaoT OCHOBaHME.

JocTrxeHuo NOCTaBNEeHHOW Lienun cnocobeTeyeT cobnogeHne psaa yCcrnosuia.

Mockonbky TABA orpaHmMyeHHO pacTBopuM B Boge npu Temnepatype go 100°C, a npu
TemnepaTtypax Bbile 100°C BO3MOXHO NpoTeKaHUe npoLeccos rmgponusa ncxogHoro THBA, ons
NOHWXEHUS TeMnepaTypbl BOCCTAHOBNEHNSA W NOBbILLIEHUS MPOM3BOAUTENBHOCTU NpoLecca
LenecoobpasHo B Ka4ecTBe BOAHOM Cpefbl MCNONb30BaTb CMECU BOAbLI C AUNONAPHBLIM
anpoTOHHLIM pacTBOpUTENeM, BblibpaHHLIM N3 psaa gumeTtundopmMmamua, aumeTtunauetamma, N-
METUNNMPPONUAOCH. [pn 3TOM KOHLEHTpaLMio pacTBOpUTENS B Boge LienecoobpasHo
nogaepxueatb B npegenax o 50 mac.%. B aTom cnydae ob6ecnevnBaeTcs 4OCTAaTOMHO BbICOKas
pacTtBopumocTb TABA ansa otaeneHunsa ero B Buae pacteopa OT kaTanuaatopa (Tabnuua).

BocctaHoeneHnne THBA B TABA B BogHOWM cpeae MoOXeT ObiTb NPOBEAEHO BOAOPOAOM C
MCMNONb30BaHMEM TPAAULMOHHbBIX KaTann3aTopoB rMapupoBaHuns - nannagun Ha yrne, cKkeneTHbIn
HUKENb 1 T.4. UK C UCNOSb30BaHNEM B KAa4eCTBE BOCCTAHOBUTESSI CUCTEMbI BOAA-Kenes3o-
anektponut (NH4CI, FeCl, n 1.4.), rae nctoyHMkom Bogopoaa ABnsieTcs Boga, a cucrema
XKEeneso-aneKkTponuT BbINOMHAET (OYHKLUMIO KaTanmaartopa.

Mpouecc nony4veHns MoHocepHokucron conn TABA BeayT nocteneHHsIM gobaBrneHnem
BOAHOrO pacTBOpa CEPHOWN KUCIOTbI K pacTBopy nnn cycneHsmnm TABA nocne otaeneHuns
KaTtanusartopa npu nepemelumsaHmm. CepHasa KMcnoTa BBOAMTCS B NPOLECC B KONMYECTBE,
©nn3koM K ctexnomeTpudeckoMy anst obpasoBaHMsi MOHOCEPHOKUCION conu. B npouecce
pobaBneHnst CepHOI KMCNOTbl UCMOMb3YIOT OXNaXKaeHne Ans npegoTepaLlleHns pe3koro
NoBbILLEHNS TEMMNepaTypbl.

YcTaHoBMeHo, YToO MoHocepHokucnas conb TABA npakTuyecku HepacTsopuma B BoAe npu
00bIYHOM TeMnepaType U MOXeT ObITb NPOMbITa BOAOM OT OcTaTkoB pacTeopuTens. CepHas
KMCroTa MOXeT ObITb MCMONb30BaHa B BMAE BOQHOIO pacTBOpa pasfiMyHOM KOHLUEHTpaunm unu B
KOHLIEHTPUPOBaHHOM BuAe. ATOT Npuem no3sonseT BbiaenuTb TABA 13 pacteopa B CMeELLIaHHOM
pactBopuTene 6e3 gononH1UTenbHoro pasbaeneHus Bogon ans BoicaxaeHnsa TABA, uTo
Nno3BonsieT pereHepnpoBaTh PacTBOPUTENL NEPETOHKOMN.

BbigeneHne TABA B Buae cepHOKUCHON conu aBnsaeTcs addeKkTUBHbIM METOA0M OYUCTKU U
obecneunBaeT ctabunbHocTb TABA, KOTOpPLIA B BUAE OCHOBaHMS NOABEPKEH OKUCIIEHMIO, €ro
LLBETHOCTb MpY 3TOM MOBbILLIAETCS.
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O6pasoBaBLUytOCS CyCMeH3no MoHocepHokucron conn TABA nogsepratot
uMknogerngparaunm B BOOHOM pacTBOpE CEPHON KUCNOTbl HENOCPEACTBEHHO Min
npeaBapuTenbHO UNBTPYIOT U UCNONb3YIOT BOAHYIO NAaCTy MOHOCEPHOKUCIION COMM.

Lnknogerngpataumio moHocepHokucrion conn TABA BeayT npu HarpeBaHUn, KOHUEHTpaums
CEPHOM KUCMOThl B peakUuMOHHON Macce AormkHa obitb 10-13 mac.%.

KncnoTHoCTb cpeabl umknogernapartaymm ¢ Lenbio nogaBneHns noboYHbIX peakumii
rmgponmsa TABA MoxXeT ObITb NOHMXEHa NyTeM JobaBneHnss BOOHOMO pacTBopa aMmuaka.

BblgeneHvne npoaykta uuknogerngpataumm ns peakumoHHOW MacChl OCYLLECTBISOT NyTeM
Kpuctannmsaumm npu oxnaxageHun. lNpun aTom BblgenseTca gurngpaT MOHOCEPHOKUCIION Conu
OAPBUNeH,SO4e2H,50.

CepHOKMCNOTHBbIM MaTo4HUK nocne otaeneHns conv JAPBENeH,SO462H,0 hunbTpoBaHmem

HanpaBnsaT B PELUMKIT HA CTaauto uuknogerngparaumn. B cnyvyae HeobxoamMmocTn MOXET ObITb
npoBefeHa O4YMCTKa CEPHOKMCITOTHOrO MaTOYHMKA aKTUBUPOBAHHbIM yrrem. Pelukn maTodHmka
MOXeET ObITb NPOBEAEH MHOTOKPAaTHO.

Ourngpat JAPBNeH,SO4e2H,0 MOXeT ObiTb oumnLleH nepekpuctannmaaymen u3 10-13%-Hon

BOZHOW CEPHOW KNCNOThI, Npy HEOH6XOAUMOCTU B NPUCYTCTBUM aKTUBUPOBAHHOIO YIS,
OGpasyroLwmiics npu 3TOM CEPHOKUCITOTHBIA MAaTOYHMK MOXET OblTb HanpaeneH B peuymkn Ha
CTaguio NepekpucTannuaaumm gurugpara unu Ha ctaguio umknogerngpartauyumn. Coctas
aurnapaTa NoATBEPXKAEH PEHTIEHOCTPYKTYPHBIM aHaNM30M 1 SNIEMEHTHbIM aHanM3oM, Takke
KMCIOTHO-OCHOBHbIM TUTPOBAHWEM N TEPMOrpaBMMETPUEN.

CeoboaHoe ocHoBaHue - JADBW BbigenstoT nytem gobasneHuns gurngpara ero
MOHOCEPHOKMCIION COMM K BOGHOMY pacTBOPY ammuaka unu ruapokcuaa HaTpus B NpucyTCTBUM
KOMMIEKCOHa. DTOT NOPSAOK CMeLleHus peareHToB obecneunBaeT NOABMKHOCTb CYCMEH3NN.
MonHoTa HenTpanu3auun obecnevmBaeTcs NOCNEaYOLWNM HarpeBaHNEM peakLMOHHOW Macchl 40
50-90¢°C.

BblgeneHHbli B Buge ocHoBaHna JAPBU nogsepratoT cyLlke B TOKe MHEPTHOrO rasa B
ctyneHyaTom pexume. K 5(6)-ammnHo-2-(4-ammHopeHmn)6eH3nmmaasony - MOHoOMepy ans
NOMNMKOHAEHCAL MU NPEObSABMAIOTCA BbICOKME TPeOOBaHMS N0 COAEPKaHNI0 OCTaTOYHOW Braru -
He 6onee 0,2 mac.%. B 10 e Bpems npouecc cywkn JAPBU npegcraBnseT cnoxHyro
TeXHU4Yeckyto 3agady, nockonbky JADPBU o6pasyeT kpuctannormgpat JAPBEN.-H,0, koTopblii
nnasutca npy Temnepatype 135-140°C. Npun 3TOM HabnogaeTcs siBNeHne Tak Ha3biBaeMou
«Kapamenusayum», Korga nonyteepaas Macca KOMKyeTCsl, CnunaeTcs, NOKpbIBaeT NOBEPXHOCTU
TennoobMeHa, YTO KpaliHe OCMOXHAET NPoLEece CYLUKU. YCTaHOBIMEHO, YTO ABMEHWE
«Kapamenusaymm» MOXHO NpeaoTBpaTUTb, UCMOSb3YS CTYNEHYaTLIN PEXMM MOBbILLIEHUSA
TemnepaTypbl - Ha nepsoi ctyneHn 100-135°C 1 Ha BTOpOK 3aBepLuatoler ctagmm cywkm 150-
170°C.

Ha yepTexe gaHa 3aBMCMMOCTb NOTEpb Nannagusa npu obpaboTke nannagnesoro
KaTtanusatopa COMNSHOW KMCMOTOW OT KOHLEHTpaLMM CONAHOM KUCNOThl U TeMnepaTypsbl.

Hwxecnegyowme npumepbl UNNMKOCTPUPYIOT CyTb M306peTEHNS.

Mpumep 1. MNonyyeHne 5(6)-aMmnHO-2-(4-aMmnHOGEHNN) BEeH3Mnaasona.

MonyyeHne MoHocepHokucoi conu 24,4 -TpnammnHo6ersanunuaa.

B peakTop U3 HepxaBsetoLLeii cTanm 06bLeMoM 2 AM? C MeLLankoii, aneKTpooBorpeBom,
3MEEBMKOM 118 OXJaXAeHWsi, MaHOMETPOM, TEPMOMNAapOoN, LUTyLepoM ANngd BBoAaA rasa,
BCTPOEHHLIM (hUNLTPOM U JOHHBIM KnanaHoM 3arpyxatoT 137 r 2',4,4 -tpurntpobeHsannnuaa,
225 cm® aumMmeTunauetamuaa, 675 cm®BoObI M 6 T katanunsatopa 0,8% Pd/C (nannagun Ha
yrne). Peaktop repmeTnsnpytoT, NpoayBatoT a3oToM, 3aTeM BOLOPOAOM U BeayT
BoccTaHoBneHne npu Temnepatype 90-100°C u gaesneHuun Bogopoda 15-5 Mla. Temnepatypy
perynupyoT nogayen Boabl B 3MEEBUK peakTopa. TeopeTudecKkoe KonmyecTso BOAOPOAa
nornowaetcs 3a 10 MUHyT.

PeakTop npoayBaloT a3oToM v unbTpytoT pacTteop 2',4,4-TpuamnHobeHsannnuaa ot
kaTanuaaTtopa, NpUHUMas pUNLTPAT B TPEXTOPMYI0 KONBY eMKOCTbI0 2 AMS, CHaBXeHHYo
MeLUankon, TepMOMETPOM U KanernbHON BOPOHKOW. PacTBop oxnaxgatoT Ao 20°C n nocteneHHo,
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npu oxXnaxaeHuu 1 nepemMeLLnBaHmm, NpunmBatoT 13 kanerbHoW BOpoHku 202,2 r 20%-Hown
CEpPHOW KUCMOTbI (CTEXMOMETPUYECKOE KOMUYECTBO MO OTHOLLEHWIO K pacYeTHOMY

konnyectay 2" 4,4 -TpuammHobensannnuaa). Cpasy BbinagaeT 6enblit 0caf 0K MOHOCEPHOKMCIION
conu 2",4,4"-tpuammHoBensanmnuoa (TABA«H,SO,). B npoLiecce npubaBneHus cepHoi
KNCNOThbl peakunoHHas cpeda nMmeeT BennunHy pH~5, nockonbky cepHasi kucrora 6bicTpo
cBsasbiBaeTcsa B conb TABAeH,SO,. Nuwwb nocne 3aBeplueHns npubaBneHnss CEpHOM KUCMNOThI B
peakunoHHoin macce yctaHasnuaetca pH~3. Conb oT(UNILTPOBLIBAKOT, NPOMbIBAIOT BOAOM.
Monyyvatot 255,4 r nactel conu TABAeH,SO,. Macta cogepxut 137,5 r TABA«H,SO,4 (98% ot
TeopeTuydeckoro) n 118 r soabl. CogepxxaHune H,SO, B BbigeneHHon conv TABA«H,SO,,
onpegeneHHoe 06beMHbIM TUTPOBAHNEM TMAPOKCUAOM HaTpus, 28,2 mac.% (TeopeTudeckoe
cogepxarue H,SO4 28,817 mac.%), uBeTHOCTb 2,3 eauHuusl. BogHasa BeiTsxxka nmeet pH 5,2.

Mony4eHne gurngpara MOHOCEPHOKMCION conun 5(6)-aMmnHo-2-(4-
aMmmHodeHun)beHsnmunaasona.

OurvgpaT MOHOcepHOKMcnon conn 5(6)-amuHo-2-(4-amuHodeHnn)6eH3mmaasona
(OAPBUNeH,SO4e2H,0) nonyyatoT 3 MoHocepHokucnon conn TABA«H,SO,4 B cpene
pa3baBneHHON CepHON KNCMOTbl B MPUCYTCTBUU aMMUaka Npyv MONIbHOM COOTHOLLEHUN
TABA«H,S0,:H,S0,4:NH5:H,0=1:2,8:1:105. B Tpexropsnyto konby eMKoCTbI0 2 AMS, CHaBXeHHYo
MeLLarnkon, obpaTHbIM XONOAUINBHUKOM Y TEPMOMETPOM, 3arpyxatT 255,4 r BogHOW nacTbl conu
TABAeH,SO,, congepxawyern 137,5 r ocHoBHOro BewecTsa, 617 r soabl, 117,7 r 94,3%-Hon
cepHoit kncnoTsl 1 30 cm® 25%-Horo BOAHOrO pacTBopa ammuaka. Maccy HarpesaioT npu
nepemelumsaHmm oo temnepatypbl 100-101°C 1 BbigepxuBaroT npu aTor Temnepatype. ObLyas
NPOAOIKUTENBHOCTL CUHTE3a 4,5 yaca. [Janee maccy oxnaxgatot 4o 10-12°C, sbinasLume
kpuctannbsl JA®BENeH,SO4e2H,0 oThunbTpoBLIBaOT, NpoMbIBatOT Bogoi. Monyyatot 204,9 r
BOAHOW NacTbl conu, coaepxatyern 126 r ocHOBHOro BelecTtsa (87% OT TEOPETUYECKOrO).
OGpaszoBaBLumMiicst Npy PUnbTPaLUN 1 NPOMbBIBKE COMNMN CEPHOKUCITOTHBIN MATOYHUK
06pabaTbiBaloT aKkTUBMPOBAHHBLIM YrIEM 1 BO3BPALLAOT B PELMKIT HA CMEeAYOLNA CUHTES COMK
OADPBNeH,SO4e2H50. MNpu nocrnegoBaTenbHbIX peLmKkiax MaTo4YHUKa BbIXO4 COMu
OADPBNeH,SO4e2H,0 nosbiwaetca Ao 95-97% oT TeopeTU4eckoro.

Mepekpuctannusaums conn JAGENeH,SO4e2H,0

Mepekpuctannuaaumio NpoBoadaT B 12%-HO CepHON KACNOTE B MPUCYTCTBUK
aKTMBMPOBAHHOIO yrnsi. B Tpexropnyto konby eMKocTbio 2 AM3, CHaBXEHHYI0 MeLLankoii,
TEPMOMETPOM, 0OpaTHBLIM XONOAUINBHUKOM, 3arpyxatoT 204,9 r BOOHOW NacTbl CONU
DA®BMeH,S04e2H,0, conepxalieit 126 r ocHoBHoro Belectsa, 973 cm® Boael, 131,5 r 94,3%-
HOW CEpPHON KNCIOTbI U 16 I akTMBupoBaHHoro yrns OY-b. Maccy nepemelumatot npu 100°C B
Teyenue 0,5 yaca, UNLTPYIOT OT yrns. Yronb Ha dunbTpe npombiBatoT 95 cm® 12%-Holt cepHol
KMCOTbI, NPUCOEaUHAS MPOMbIBHOW (punbTpaT K OCHOBHOMY. MaTO4HbIN pacTBOp OXNaxaarT 40
10-5°C, kpuctannsl conu JAPBENeH,S04e2H,0 0ThUNLTPOBLIBAIOT, NPOMbIBaOT 95 cM® 12%-
HOA cepHoii kncnoTbl 1 380 cm® Boabl. CepHOKMCNIOTHLIE UNLTPaThl OGLEANHAIOT U UCMOMBL3YIOT
B Mocregyowmnx nepekpuctannmaauuax conu. MonyyatoTt 129 r BogHoM nacTbl, CoaepxaLlen
107,21 (85,1% oT TeopeTuyeckoro) conn JAPBEN«H,SO4e2H,0. Conb npeacrtaBnsieT cobo

KpuCTanmnuMyeckmii NOpoLLOK APKO-KENTOoro LBeTa C 3efieHoBaTbiM OTTEHKOM. Ee cocTas
NOATBEPXXAEH PEHTIEHOCTPYKTYPHBIM aHanm3om 1 sfeMeHTHbIM aHanuaomMm. CogepkaHue cepbl B
obpasue, BbicyweHHoM npu 165°C, mac.%: HangeHo 9,72; 9,91; BblumcneHo 9,95. LiIBeTHoCTb
conu 29 eguHuy. TepmorpaBuMeTpUYecKMM aHann3oMm yCTaHOBIEHO, YTO COMb TepseT
KpucTannuaauunoHHyto Boay npu Temnepatype 100°C.

B nocneaymoLmx onbiTax ¢ peLUKNoOM CEPHOKUCIIOTHONO MaTOYHMKa BbIXO, COMK
OADPBNeH,SO4e2H,0 gocturaet 97-98% OT TeopeTnyeckoro.

BbloeneHune ocHoBaHusa 5(6)-aMuHO-2-(4-aMmMHOEHNN)BEeH3MMIaa3ona n ero CyLlka.

B Tpexropnyto konby emkocTbio 1 AMS, cHaBeHHYI0 MeLLankoi, 06paTHbIM XONOANITEHUKOM 1
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TepMoMeTpoM, 3arpyxatoT 298,4 cm® Boabl, 54,4 cm® 25%-Horo BOAHOrO pacTBopa aMMuaka
29 cm® 5%-Horo pactBopa TpunoHa b. K pacTBopy ammuaka npu nepemeLlunMBaHum 1o6aensoT
nocteneHHo 129 r BogHo nactbl conun, cogepxawen 107,2 r JAPBNeH,SO4e2H,0. MonbHoe
COOTHOLLEHME PeareHToB 1 BOAbl HA CTaaMy HerWTpanu3aymm coctaBnaeT
OA®PBNeH,SO,4:NH3:H,0=1:2, 413:68,1. CycneHauio nepemeLLmBatoT B TedeHne 40 MUHyT, 3aTemM
HarpeatoT 0o 90°C u BbigepKuBatoT NpK 3TOM TeMnepaType B TeveHne 1 yaca. B cnyvae
HeobXxo4MMOCTU KoppekTUpytoT pH cpeabl fobGaBneHnem ammmadHon Boabl 4o pH 8-9. Obuwee
Bpems Bolgepxkn npyn 90°C 2 yaca. CycneHsnio JAPBUN B BOAHOM pacTBoOpe cynbdarta amMOHUSA
oxnaxpgatT 0o 30-40°C, ounbTpyoT, NPOMbIBAOT BOAOW A0 OTCYTCTBUS MOHOB SO, B
NPOMbIBHbIX BoAax (Npoba ¢ xnopuaom 6apus B BbITSXKKE M3 NacTbl BOAHLIM PAacTBOPOM
rmapokcuaa HaTpus).

Mony4yatoT BogHyto nacty 5(6)-aMuHo-2-(4-ammHoeHN)beH3nMMaasona, KOTopyHo cyLlaT B
Toke NMHepTHoro rasa npu 100-135°C o BbigeneHna 6onbLlen YacTy KpuctannorngpaTHON BoAbl,
a 3aTtem Ao noctosiHHoro Beca npu 150-160°C. Boeixog 67,1 1 (96,6% OT TeopeTU4eckoro).
Temnepatypa nnasneHns 234°C, LBETHOCTb 2,5 eAnHULLI, MaccoBas ons ocTaTka nocne
npokanueaHuna 0,004%, maccoas gonga soabl 0,1%, npumecu, HepacTBOpUMbIE B BOOAHOM
pacTBope xnopvaa Bogopoaa, - cneasbl.

Mpumep 2. B peaktop, onucaHHbI B npumepe 1, 3arpyxatot 137
r 24,4 "-TpuHuTpobensannnuaa, 27 cm® aumetundopmamuaa, 630 cm® Boabl 1 6 T
katanusartopa 0,8% Pd/C. MNpouecc BoccTtaHoBneHnss THBA n BblaeneHnst MOHOCEPHOKUCIION
conn TABA«H,SO,4, NnpoBOAAT aHaNOrM4yHo onnucaHHomy B npumepe 1. MNonyyatot 243 r BOAHOM
nactbl conu TABA«H,SO,, coagepxalueri 138,2 r ocHosHoro Bewectsa (98,5% ot
TeopeTudeckoro). CogepxaHne H,SO, B BbicylweHHoN conu 28,22 mac.%, uBeTHOCTb 2,5
eavHuuybl. BogHas BbiTskka nmeet pH 6,1.

Ourngpat MmoHocepHokucron conn JA®BN nonyyaloT aHanormyHo onnucaHHoMmy B npumepe 1,
cobniogas npu 3arpyske monbHoe cooTHoweHne TABA«H,SO4:H,SO,:NH4:H,0=1:2,8:1:105.

N3 138,2 r TABAeH,SO, nonyyatotr JADPENeH,SO,62H,0 B BUae BOAHONM NacThl, coaepKallen
135,4 r ocHoBHoro BewectBa (93% OT TeopeTmnyeckoro). Nocne nepekpucrtannmsauyum ms
BOAHOW CepHOW KMCNoThbl B npucyTcTBum 16 r aktuenpoBaHHoro yrna OY-b B ycnosusix,
aHanorn4yHbIX Nnpumepy 1, npyu cobnaeHnn MOSIbHOrO COOTHOLLEHUS
OAPBNeH,SO4:H,SO4:H,0=1:3,612:170 nony4aoT BOAHYO NacTy OYULLLEHHOW cOonu
OAPBUNeH,SO4e2H,0, copepxallyto 119,2 r ocHoBHoro BewlecTtsa (88% oOT TeopeTU4ecKoro).
LiBeTHOCTb conun 25,6 eanHuy,

K pacTBopy 27,93 r rugpokcnaa Hatpus B 390 cM® BoAbl NPy NepeMeLlunBaHnm NocTeneHHo
npnbaenstoT BogHyto nacty conu JAPBUeH,S04e2H,0, cogeprkaluyto 119,2 r oCHOBHOro
BellecTBa. Maccy nepemelwumsatoT 0,5 yaca, HarpesatoT npu nepemerunsarHum o 50°C,
BblAEPXMBAIOT U CyLaT, kak onvcaHo B npumepe 1. Monyyatot 72,8 r 5(6)-aMuHO-2-(4-
aMmmHogeHunn)beHsnmmngasona (94,3% oT TeopeTnyeckoro). TemnepaTtypa nnaeneHnsa 234°C,
LUBeTHOCTb 3,2 eAMHM1LbI, MaccoBas 4ons octaTka nocne npokanueaHus 0,006%, maccoBas oons
Boabl 0,12%, npumecu, HepacTBOpUMbIE B BOAHOM pacTBOpE Xfopuga Bogopoaa, - cnegbl.

Mpumep 3. B peaktop, onucaHHbI B npumepe 1, 3arpyxatot 137
r 24,4 TpuHuTpobeHsanmnuaa, 270 cm® gumeTtundopmamuaa, 630 cm® Boabl 1 6 T
katanusartopa 0,8% Pd/C. lNMpouecc BOCCTaHOBMNEHUS U BblAENEHNS MOHOCEPHOKUCIION COMnn
TABAH,SO,4 npoBoAAT aHanornMyHo onucaHHoMy B npumepe 1. MNMony4yatoT 244 r BO4HOW NacThbl
conu TABAH,SO,, cogepxauyeni 138,6 r ocHoBHoro BewjecTta (98,8% OT TeopeTnU4eckoro).
Cogaepxanne H,SO, B BbicyLleHHOM conn 28,20 mac.%, uBeTHOCTb 2,4 eanHuULbl. BogHas
BbITSXKa umeet pH 6,0.

Ourngpat MmoHocepHokucron conn JA®EW nonyyaloT aHanormyHo onncaHHoMmy B npumepe 1,
cobniogas npu 3arpyske monbHoe cootHoweHne TABA«H,SO4:H,SO,:NH4:H,0=1:2,8:1:105,

HO Npu 3TOM UCNOJb3YIOT CEPHOKNCMOTHBIA MaTOYHUK, o6pasoBaBu.wu7|c;| B CMHTE3€e gurngparta
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OAPBNeH,SO4e2H,0 B nprmepe 2 ¢ y4eTOM COAEPKAHUSA B HEM CEPHOM KUCIOTbl, aMMuaka 1
BOAbl. 3arpy3ka Ha cuHTe3 cocTaBnseT 244 r sogHon nacTbl conn TABAeH,SO,, coaepaluen
138,6 r ocHoBHOro Bewectea n 105, 4 r Boapl, 764,2 r CEPHOKMCNOTHOMO MaTo4yHMKa 13

npumepa 2, npegsaputensHo obpaboTtaHHoro 13 r aktnBupoBaHHoro yrns OY-b npu HarpeBaHun
B TedeHne 30 MuH, cogepxaulero 94,4 r cepHol kucnoTsl, 4,3 r ammmnaka n 664,9 r sogpbl,

18,5 r 94,3%-Hol cepHol kncnoTbl 1 11,6 mn 25%-Horo BogHoro pacteopa ammMmmaka. Nocne
06paboTkn, onmucaHHol B npumepax 1 1 2, nony4daioT JAPEN«H,S04e2H,0 B BUAEe BoaHOM
nactbl, cogepxatlen 140,5 r ocHoBHOro BellecTtBa (96,2% oT TeopeTnyeckoro). Aurngpat
NepekpuUCTann3oBbIBaOT U3 CEPHOKMUCIIOTHOrO MaTOYHMKa OT NepekpucTannuaaguu,
Nnony4yeHHOro B Npumepe 2, npyu cobniogeHnmn ycnosuin, NnpMBeaeHHbIX B npumepe 1. 3arpy3ka Ha
nepekpuctannuaaumo coctaensaeT 140,5 r aurngpata JAPENeH,SO4e2H,0, ¢ KoTOpbIM
BHocuTcAa 105 r Boabl, 1157 r CEPHOKMCIIOTHONO MaToOYHMKA C KOHLEHTpaUMen CepHOM KUCNOThI
12%, 180 mn Boakl 1 16 I akTMBMpOBaHHOrO yrns. MNocne 06paboTku, onucaHHol B npumepe 1,
nonyyarT BOAHY nacTy ounwieHHon conn JADPBENeH,SO4e2H,0, cogepxaluyto 132,51
OCHOBHOro BelecTBa (94,3% oT TeopeTuyeckoro). LiBeTHOCTb 26,2 egmHul,.

Mocne HenTpanusaumm BOAHLIM PpacTBOPOM amMmMMaka U CYLLUKWU aHanorM4yHO ONMUCaHHbIM B
npumepe 1 nonyyatoTt 84,2 r 5(6)-ammHo-2-(4-amuHodeHnn)6eH3mmmaasona (98,1% ot
TeopeTnyeckoro). TemnepaTypa nnaenexHus 234°C, uBeTHOCTb 2,7 eguHu1L, MaccoBas 4ons
ocTtatka nocre npokanusaHusa 0,003%, maccosaga gons soawsl 0,13%, npumecu, HepacTBOpUMbIE
B BOAHOM pacTBOpe xnopuaa BoAopoaa, - cneapl.

Peuuknbl CepHOKMCNOTHBIX MAaTOYHMKOB Ha CTaausaX CMHTe3a gurugpaTa
OADBUNeH,SO4e2H,0 1 ero nepekpuctannmaauum MoryT 6biTb NPoBeAeHbl HEOrPaHNYEHHOE
uncno pas 6e3 CHMKeHMs KadyecTBa npoaykra. [pu 3TOM BbIXOAbl MO KaXX4owm U3 ctagui
pocturatT 97-98% oT TeopeTnyeckoro, NpoLEeCC CTaHOBUTCHA MariooTXOAHbIM.

Mpumep 4. B peaktop, onucaHHbI B npumMepe 1, 3arpyxatot 137
r 24,4 "-1puHnTpobensannnuaa, 180 cm® N-metunnupponuaoHa, 720 cm® Boabl, 6 1
kaTanusatopa 0,8% Pd/C. MNpouecc BOCCTaHOBMEHMWS, BblAeNEeHNS MOHOCEPHOKUCIION CONu
TABAH,SO,4 npoBOAAT aHanornM4yHo onncaHHomy B npumepe 1. MNonyyatoT 129,2 1
MoHocepHokucnon conn TABAeH,SO, (92,1% OT TeopeTnyeckoro) B Buae BogHOM NacTbl.
Cogaepxanne H,SO, B BbicyLleHHOM conn 28,20 mac.%, UBETHOCTL 2,7 eanHuubl. BogHas
BbITSXXKa umeet pH 6,4.

Ourngpat moHocepHokucron conn JAPBN nonyyatoT aHanorm4yHo onncaHHoMmy B npumepe 1,
cobniogas npu 3arpyske monbHoe cootHoweHne TABAeH,SO4:H,SO,:NH4:H,0=1:2,8:1:105.
N3 129,2 r TABAeH,SO, nonyyatot JADPENeH,SO,62H,0 B BUae BOAHONM NacThl, coaepXKallel
115,7 r ocHoBHoro BewecTBa (85% OT TeopeTmnyeckoro). Nocne nepekpucrtannmsauyum ms
BOAHOW CepHOW KMcnoTobl B npucytcTeun 15 r aktuemnpoBaHHoro yrna OY-b B ycnosusix,
aHanorn4HbIX Nnpumepy 1, npyn cobnaeHnM MOSIbHOrO COOTHOLLEHUS
OAPBNeH,SO4:H,SO4:H,0=1:3,6:170 nony4aroT BOAHYO NACTy OYULLLEHHON COMnm
OADPBUNeH,SO4e2H,0, copepxalyto 99,7 r ocHoBHoOro BellecTsa (86,2% OT TeopeTU4eckoro).

BblgeneHne cBob6o0gHOr0 OCHOBaHMS NPOBOAST, Kak onMcaHo B npumMepe 1, HernTpanuaauunen
Conu BOAHLIM pacTBOPOM amMuaka npu cobnogeHn MoJibHOro COOTHOLLEHUS

OA®PBNeH,SO,4:NH3:H,0=1:2,4:68. Nocne cyLkn npu cTyneH4aToM MoBbILLEHNN TemMnepaTypbl,
Kak onvcaHo B npumepe 1, nony4yatoT 62,8 r (97,2% oT TeopeTuyeckoro) 5(6)-amuHo-2-(4-
amMuHocbeHnn)beH3nmmnaasona. Temnepartypa nnasnexHus 234°C, uBeTHOCTb 2,4 eANHULbI,

mMaccoBasi gons octatka nocne npokanueaHunsa 0,003%, maccoBas gons Boabl 0,12%, npumecn,
HepacTBOpMMble B BOOHOM pacTBope xfiopuaa Bogopoaa, - 0,04 mac.%.
Mpumep 5. B peaktop, onucaHHbIn B npumepe 1, 40000pYyA0BaHHbIA Ha CriMBE U3 LOHHOTO

BbIMyCKa KPUCTANNM3aTOPOM U3 HEpXKaBeloLLel CTann eMKOCTbio 2 AMS, CHaBXeHHbIM MeLLanKoW,
TepMonapoii, WTyLepamm Ans cbpoca AaBNEHUs, 3arpy3ku Cbipbst U MAHOMETPOM, 3arpysKatoT
73,64 r 2'.4,4 "-tpuHuTpobeHaanunuaa, 975 cm® Boabl 1 2,8 r nannaaveBoro katanuaartopa
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0,8% Pd/C. PeakTop npoayBatoT a30oTOM, 3aTeM BOAOPOAOM U HabupatoT gaBrneHve Bogopoaa
1,5 MlMa, Bknto4aloT MeLlanky peaktopa 1 anektpoodorpes. TemnepaTypy B peakTope
nocteneHHo nosbiwatoT Ao 130°C. Nocne BbigepXKN B Te4eHne 1 yaca npoLecc 3akaH4nBaeTCs.
lMocne npoaysku Bogopoda HepTHbIM ra3om pacteop TABA B Boge (punbTpytoT OT
kaTtanusartopa npu Temnepatype 130°C, npMHuMas counbTpaT B KpUcTannmsaTop,
npeaBapuTenbHO NPOAYTHI MHEPTHLIM rasom. [pu 3TOM B KpucTannusaTope NogaepKnBaeTcs
JaeneHue nHeptHoro rasa 0,12 MlMNa anga npegoTepalleHus Bckunanus dunbtpata. Nocne
3aBepLUeHnsa nepegaenmBaHns pacteopa TABA B kpucTannmaaTop U3 KanenbHOW BOPOHKN Npu
OoXNnaxkgeHun n nepemellneanumn nocrteneHHo godaesnat 108,7 r 20%-Horo BoAHOro pacteopa
cepHor knucnotbl. CycneH3unto B KpucTannmaaTope nepeMeLlunsatoT B TedeHme 20 MUHYT npu
oxnaxaeHun. MNocne 3aBepLueHns NpubaBneHnss CepHOM KUCNOTbI peakUMoHHast Macca nveet
BenuumHy pH~3, 4To yKasbiBaeT Ha CBA3bIBaHWE CepPHOM KUCNOTbI B COMNb TABAeH,SO,.

TABA«H,SO, 06pa3syeT ¢ BOAOW YCTONYMBYIO CYCMNEH3MIO, KOTOpasi MOXET ObiTb
HernocpeacTBEHHO ncnons3oBaHa aAnsa nonyyvyeHna gurngpata JAPENeH,SO4eH,0 unu
npeasapuTenbHO oTuneTpoBaHa. Beixoa conv TABAH,SO, 68,0 1 (90,2% OT TeopeTu4eckoro).

Lnknogerngpartaumio, ounctky conn JAPBNeH,SO462H,0, BoigeneHne ocHoBaHus JADPEN n
€ro CyLLKy NpOBOAAT, Kak B npumepax, NpuBeaeHHbIX Bbiwwe. [NonyyatoT 35,5 r 5(6)-amnHo-2-(4-
ammHogeHunn)6eHsmmnaasona (71,4% oT TEOPETMYECKOro, cunTas Ha
ncxopHblii 24,4 -TpuHnTpoBensanmnua). Temnepatypa nnasneHust 235°C, UBETHOCTb 2,3
eavHuubl, maccoBas gons soabl 0,1%, npumecu, HepacTBOpMMbIE B BOOHOM pacTBope Xropuaa
Bogopoaa, - 0,03 mac.%.

Mpumep 6. B Tpexropnyto konby emMKocTbio 2 AM>, CHaBXeHHYI0 MeLLarnkoi, TEpPMOMETPOM U
06paTHbIM XONOAUMNBHUKOM, 3arpyxatoT 348 cm® Boabl, 257 I TOHKOAWUCMNEPCHOrO XeNe3Horo
nopotuka, 7,5 cm® 36%-Hoit consiHol kucnoTbl 1 38 cm® aumeTundopmammaa. Cmech HarpeBaroT
npu nepemewinmeadmm go 98°C B teveHne 30 MUHYT 1 nOpUMsIMM NocTeneHHo npubasnsaioT 120 r
21,4,41-TpI/IHI/ITpO6eH3aHVIJ'IVI}J,a B TeyeHune 1,5 yacos. B konbe B pexrmMme KuneHns
ycTaHaBnueaetcs Temnepartypa 100-101°C. Nocne 3aBeplieHns npubasneHns THBA maccy
nepemelumsatoT elle 0,5 yaca, BHocsAT 115 cm® gumetundopmamuaa. TemnepaTypa B
peakunoHHon Macce nosblwaetcsa 4o 103-104°C. Maccy nepemewumBatoT 20 MUHYT U (PUNBLTPYIOT
OT OCaZKa OKcuAaa Xenesa Ha Apyk-unbTpe Noa AaBrneHneM MHEPTHOrOo rasa npu TemnepaType
80-90°C. Ocafok okcuaa xenesa Ha dunbTpe npombiBaoT 180 cm® 30%-Horo pacTBopa
aumeTtundopmammaa B BoAe, NPUCOEAMHAS NPOMbIBHON hunbTpaT kK OCHOBHOMY. K pacTBopy
TABA B cmecn IM®PAH,O nprbaenstoT nocteneHHo 177 1 20%-Hor cepHol kucnoTol. K
OKOHYaHW0 NpnbaBneHns cepHon KMcnoTbl pH cpeabl ymeHbliaeTcs ¢ 5 go 3. CycneHauto conu
TABAeH,SO,4 ounbTpytoT, NpombiBatoT Bogow. MNonyyatot 120,4 r conv TABAeH,SO,4 (98% oT
TeopeTu4eckoro).

Lnknogerngpartaumio, ounctky conn JAPBNeH,SO4e2H,0, BoigeneHne ocHoBaHus JADPEN n
€ro CyLLKy NpOBOAAT, Kak B Nnpumepax, NpuBeaeHHbIX Bbilwe. [NonyyatoT 63,7 1 5(6)-amnHo-2-(4-
amuHodeHun)beHsnmmnaasona (78,6% ot Teopetuyeckoro Ha 24,4 -TpuHntpobensannnua).
Temnepatypa nnaeneHunsa 234,5°C, upeTHOCTb 3,7 eQuHULLI, MaccoBas 4ons ocTaTtka nocre
npokanueaHunga 0,003%, maccoas gonda soabl 0,15%, npumecu, HepacTBopuMbIE B BOOAHOM
pacTBope xnopuga sogopoaa, - 0,015 mac.%.

Tabnuua

Pacteopumoctb 2 1,4,4 1-TpuHntpoGensannnuaa n 2!,4,4-TpnammHoGeHsaHnnMaa B pasnuuHbIX pacTBOPUTENSIX

Pactsoputenb PactBopuMocTb, Mac.% npu Temnepatype, °C
20| 25 [ 40 | 60 [ 80 100 [110]120] 130 | 140

21,4 41 -tpunuTpoGersaHnnug

[umetundopmammng (OMPA) 12,6/ - |17,9|28,0(37,9| 47,8 |52,6|57,6| - -
BoaHble pactBopbl IM®A ¢ cogepxarnnem MDA, 50%]0,01| - [0,02|0,04 |0,15| 0,53 |0,66|1,47 - -
mMac.% 80%]| 0,2 - 06|14 35| 89 |255(32,0 - -
OumeTunauetamug (OMAA)
BogaHbin pacteop AMAA, c cogepxxannem JMMA 90 mac.% | 0,6 - 54 |12,4 (25,6 39,6 | - - - -
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N-meTunnupponugoH (NMMM) 19,0 - |22,0|28,0|36,5| 45,2 |49,2(54,1| 60,5 -
BogHble pacteopbl NMI, ¢ coaepxanvem NMI, mac.%|50%| - | 0,01 |0,01| 0,03 |0,15| 0,25 |0,32/0,90( 1,65 -
80%| - | 0,74 |0,89| 1,48 (4,58/10,20| - - - -
OTaHon - - - - 10,15 - - - - -
Boga 0,01 | - |0,04(0,07 0,24
(137°C)|(153°C)

21441 -TpramMnuHoGeH3aHnnNma,

[OumeTtundpopmamug (AMDA) 30,1 - |36, 42,2 | 484 | 552 | - 60,8 - -

2
BogaHble pacteopbl AM®PA c coaepxaHnem IMOA, 10%| 0,1 - (0,3| 0,6 2,0 6,5 - 19,5 - -
mac.% 30%|0,6| - [1,3| 30 | 66 |210]| - | 46,0 | - -
50%|1,0| - |3,2| 74 | 150|308 | - 54,8 - -
OumeTunauetamua (OMAA) >43| - | - - - - - - - -
BogaHbin pactsop AMAA, ¢ cogepxannem IMMA, 15%| 0,3 | - - - - - - - - -
mac.% 25%(0,55| - |1,3| 3,0 | 65 [10,0] - - - -
N-metunnupponuaoH (NMIT) - |1,8]11,| 246 | 38,4 - - - - -

2

BoaHble pactBopbl NMI1, ¢ conepxxannem NMI, mac.% [20%| 1,5 | - |3,3| 6,0 10,3 [ 141 | - - -

50%| - 0,728 64 | 11,2 - - - - -
80%| - |13,0|16,| 21,9 | 26,7 - - - - -

0
OT1aHon 0,44| - |0,7| 1,30 | 2,55 - - - - -

3
Boga - - |-1]010 (1,70 |3,77 |5,60[ 10,9 |24,5 -

(50°C)|(90°C)

dopmyna n3obpeTeHus

1. Cnocob nony4yeHus 5(6)-aMmmHo-2-(4-amuHobeHNN)beH3nMnaas3ona, BKIYaoLwnii
BoccTaHosneHne 2'.4,4 -Tpunutpobersannnuaa B 2',4,4 -TpuammHoBersannnua B NpucyTcTBUM
KaTtanusartopa B BOAHOW cpeae, uuknogerngparaumio B cpeae BOLHOW KUCMOThI U BblaeneHne
LLeneBoro NpoayKra, OTAMYaloLWmACsa TeM, YTO NOMYYEHHYHO MpU
BoccTaHoBneHnn 24,4 -Tpunntpobensannnuaa B 2',4,4 -TpnamMmmHoBerH3aHnnna peakuyoHHyo
Maccy nocrne oTaeneHns katanvsatopa obpabaTbiBaloT CEPHOWM KMCMOTON,

Bbiaensiot 2',4,4 -TpuammHo6eH3aHnnIna B BUAE MOHOCEPHOKWCHION COMM, KOTOPYIO NOABEpraioT
uuknogermgparauumm HarpeBaHuem B cpefie BOOHOM CepHOW KMCMOTbl ¢ obpasoBaHuem aurngpara
MOHOCEPHOKUCIION conn 5(6)-ammnHo-2-(4-ammHodeHnn)beH3nmugasona, 1 ganee
HenTpanusaumen BblAENSOT OCHOBaHME.

2. Cnocob6 no n.1, oTnuyaroLWmnncs Tem, YTO BOCCTAHOBINEHNE 21,4,41-TpVIHVITp066HSaHVIJ'IVI,D,a B
2,4, 4 -TpnammnHobensaHnnna BeoyT B NPUCYTCTBMW NannaaMeBoro KatanuaaTopa Unm xernesa u
anekTponura.

3. Cnocob no n.1, oTAMyarLWwuincs TeM, YTO B KA4ECTBE BOAHOM cpeabl MPU BOCCTAHOBIEHUU
MCNonb3yT BOAY UMY CMECb BOAbI Y AUMOMNSPHOro anpoTOHHOrO pacTBOPUTENS, BbIOpaHHOro 13
psga gumetmndopmamma, gumeTtmnauetammg, N-MeTunnmpponmaoH.

4. Cnocob no n.1, oTnMyalLWmincsa Tem, YTO LMKIogernapatauuio BeayT B NPUCYTCTBUM
aMmMmuacka.

5. Cnoco6 no n.1, oTnnyarwmincsa Tem, 4To BelgeneHme 5(6)-ammHo-2-(4-
aMmmHodeHunn)beH3Mmnaasona B BUAE OCHOBaHUA BeAyT nyTeM gobaBneHnsa gurmapara ero
MOHOCEPHOKMCIION COMY K BOOHOMY pacTBOPY aMMuaka Unv rupokcnaa HaTpusi B MPUCYTCTBUK
KOMMMeKCcoHa ¢ nocneaytowum HarpesaHmem o 50-90°C.

6. Cnocob no n.1, oTnnyarLwunecs Tem, YTo BblAENEHHbIV B BUAe OCHOBaHMSA 5(6)-amuHo-2-(4-
aMuHobeHnn)beH3nMnaas3os NoaBEpPraoT CyLIKE B TOKE MHEPTHOTO rasa B CTyNneH4YaToM pexume
npu Temnepartype 100-135°C Ha nepsoii cTyneHn n 150-170°C Ha BTOPOI CTYMNEHM.
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Iotepu Pd, % Bec

40 —

| | ] [ I "
1,0 2,0 3,0 4,0 Bpems, uy

3aBHCHMOCTD BEJIMUHHEI IOTEPH NAJIaAus MpH 06paboTKe KaTaau3aTopa
(5% Pd/C) consnoit KUCNOTON OT BpeMEHH, KOHLUEHTPALlUH COJISSHOH KHUCJIOTHI
H TEMIIEpaTypHI.
1 — 1,5 1 HCI, xoMHaTHas TeMiiepaTypa;
2-1,0u1 HCI, 100 °C;
3 -1,5u1 HCI, 100 °C.
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