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AHHOMayus. VicciedosaHO noJiydeHUe mopcy/ibthoHuoughmopayemusighmopuda, sk/Harouwjee
cmaouu cuHmesa mempagpmopaman-f-cy/ibmoHa U €20 hoc/1edyWyro usoMmepu3ayuro.

Knro4desble crnosa: ¢hmopcyibghoHu0upmopauemusighmopud, mempagpmopamad- [3-Cy/ibmoH
mempaghmopamusieH, CepHbIl aHauopuo

dropcynboHnngudropavetundropms, FSO,CF,C(O)F (aanee wusomep) 6Gnarofaps ABYM
(QYHKUMOHANTbHBIM — Tpynnam, SBASETCA BaXHbIM  CbIpbEM A1 MONyYeHus (PTOPMOHOMEPOB,

MOBEPXHOCTHOAKTMBHbLIX BEWEeCTB W ApyrMx npoaykTtoB [1]. OcHOBHOI cnoco6 ero nonyyeHust
3aK/1l04aeTcs B KaTa/IMTUYECKON n3oMepusalum TeTpadTopaTaH-B-CyIbTOHA; (fanee Cy/IbTOH):
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CynbTOH, B CBOK 04yepeab, nony4vyaercs B3avmogenctemem tetpadtopatuneHa (TP3) ¢ cepHbiM
aHMMapuaoMm:
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CyulecTByHoLme MeToAbl NOMYyYEeHUsT U CY/IbTOHA 1 M30Mepa ABMSIOTCA Cyry60 nabopaTopHbIMA 1
HebeszonacHbIMU [2].
Llenbto HacTtoswelr paboTbl Oblna agantauus CyLecTBYOWMX METOAO0B MOyYeHUs u3omepa K
BO3MOXHOCTSAM MPOMbILLIEHHOCTU 1 Y4,0B/IETBOPAIOLLMX TPE60BaHUSAM TEXHUKM 6e30MacHOCTU.

NMony4yeHune cynbTOHA
N3BecTHas MeToAgMka MOMlyYeHUs Cy/NbTOHA 3ak/Jl4vaeTcss BO  B3aUMOAENCTBUM  CMeCcwU

ceexeneperdHaHHoro SO3 1 CoF4. npn 40-50°C. aBneHune B peaktope gocTturaet 4-5 MIMA. Metoa He
MOXeT ObITb peasin3oBaH B NPOMbILLIEHHbIX YCNOBUAX, Tak Kak npu temnepatype 40-50°C gasneHve
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B aBTOkNaBe gocturaet 4,5-6 MIA. B aTom c/lyyae BO3MOXHa CaMONpou3BO/ibHasA nosiMMmepusaums
TeTpadTopaTUieHa, ConpoBoXaatLLanca 60nbLUNM TeNI0BbIAENIEHNEM U pa3pyLLeHeM peakTopa [3].

[ns npefoTBpalleHnss camonpou3BOSIbHON noMMepusauum B TeTpadTopaTuneH [o6aBnsioT
cTabunmsartopsbl, Yalle Bcero TpuatuiamuH (TIA), n XpaHaT npu gasneHnmn He Boiwe 1,4 MIMA.

B Hawwx nepsBbiX OMbiTax MO CUHTE3Y CYy/IbTOHA TETPaPTOP3ITUNIEH ounwancsa ot TOA, OAHaKo
nocsie NpoBeLEeHNs Cepun OMbITOB C OYULWEHHBIM M HEOYMLLEHHbIM TeTpaddTopaTUIeHOM OblN10
YyCTaHOB/EHO, YTO NpucyTCTBME TOA HE BNMANO0 Ha BbIXOZ CY/IbTOHA, KOTOPbIV cocTaBnsan 98,2-99,1%
npn 100% KOHBEPCUW; C APYro CTOPOHbI, Hasimume TIA MNO3BOMSAMO UCNOMb30BaTb MOBbILLEHHOE
fasrieHne T npu CUHTE3Ee CYJ/IbTOHA, YTO 3HAYUTENIbHO COKPaTWUIO BPeMs npouecca 1 no3soanio
YMNPOCTUTb CTaAu o NOATOTOBKN TH3.

B Ttabnuue 1 npuBeaeHbl pesynbTaTbl OMNbITOB MO CUMHTE3Y CY/IbTOHA MPU Pas3/INyHbIX AaBNeHUsX
TP3 (SO3-180r. Temneparypa 45°C, ckopocTb BpalleHus Mewwasikm 350-400 06/MUH.).

Ta6nuua 1. Pe3y/ibmamabl ONbIMOB N0 CUHME3Yy CY/IbmOoHa hpu Pas/iudHbIX oassieHusix TP

N36bITOYHOE 0 0,1 0,2 0,3 0,4 0,5 0,6 0,8 1,0 1,2
[laBneHne TO3A,

MIMA

OcHoBHoOEe 10,7 6,7 5,3 4,7 3,4 2,4 1,7 0,8 0,35 0,25

BpEMS  CUHTE3al
Cy/IbTOHa,uac.

Kak cnepyet u3 pesynsratoB tabnuubl 1, Hanbonee adypekTMBHbIM SABMSETCA AaBlieHne TP
1,2MIMA, ogHako 13 coobpaxeHuin 6e3onacHocTu 6b1s10 BblibpaHo gasnerve 0,25-0,3 MIA.

CepHblii aHrMapua, WCnonb3yemblli NS CUHTe3a Cy/bTOHA, Mony4vann OTIOHKOW W3 oneyma.
(CozpgaHne ys3na nonydveHua SO3, yuuTbliBad He3HauuTeslbHble MacliTabbl npegnosiaraemoro
NpOu3BOACTBa 130Mepa, He BXOAWNO0 B 3a4a4y HacTosLwero nccnegosaHus.) OgHoBpeMeHHo ¢ SO3,
OTroHsAMach 1 cepHas Kucnorta. EE conepxaHne B OTTOHE M3 HU3KOKOHL,EHTPOBAHHOIO O/ieyMa MOXeT
pocturatb 0,2%. CepHaa KucnoTa fae B C/Ie[0BbiX  KOMMYECTBax BbI3bIBAET MNosivMmepusaymio
CEpPHOro aHrngpuaa, Kpome Toro npu eé cogepxaHun 6onee 0,2% Bo3pacTaeT KOIMYECTBO NPUMECEN,
B 4aCTHOCTV (pTOPCY/TbPOHUNANATOPYKCYCHOM Knucnotel, FSO,CFCOOH [4].

[na onbITOB MCNOMb30BA/ICA ONeyM C COAepXaHVeM CBOOOAHOr0 CepHoro aHrmgpuga 65% wu
45%mac. IMpu otroHke SOz 40 ocTaToyHOro cogepxaHus SO 18-20% , cogepxaHne CEepHON KUC/OTbI

B OTroHe He npesblwaeT 0,05% (macc.) [5].

Mpu Takom copepxaHnm H,SO, He Ha6nwaaeTcs 06pa3oBaHUs 3aMETHbIX  KOUYEeCTB
thTopcy NbHOHMNANDTOPYKCYCHON KNCOTbI, OAHAKO BMOSHE [OCTATOYHO A5 nonuvepusaumm SO4

[6]; Bpems nonvmepusaumm 3aBUCUT OT TeMneparypbl XpaHeHus. Tak, npy 20°C Bpems nosivmepusasmm
coctaBnsaetr 8,0-12 yvacos. [Mpn 25°C-18-22 yvaca. [pu 32°C n BbllWe BpemsA noanmepusalnm
npesbiwaeT 40 yacoB. ITOro BpeMeHn npebbiBaHnss SO3 B MOHOMEPHOI chopme BMosiHe A0CTaTOYHO
ANA CUHTE3a CynbToHa MpPY HOPMa/IbHOM TEXHOSIOTMYEeCKOM MpoLecce, HO B C/yvyae asapun U
oxnaxaeHna SO3 Hke 25°C OH noMMepusyeTcs.

Kak HamMu 6b1710 yCTaHOBMEHO, NO/MMEPHbIN SOz Tak Xe pearpyet ¢ TeTpapTop3aTWIEeHOM C

06pa3oBaHNEM CY/IbTOHA XOTSi CKOPOCTb B3aMOAENCTBUSA CYLLLECTBEHHO Hbke. MpoLecc yckopsieTcs
nocne nornoweHnss ~50% TpebyemMoro OT CTEXMOMETPUM TeTpadTOP3TUNIEHA, YTO CBSI3aHO, MNo-
BMAVMOMY, C YNyULLEHVEM MAacCoobMeHa 1 yBeNnYeHMeM pacTBOPMMOCTM TETPahTOPaTUIEHA.

N3omepusayus cynbToHa

Ona un3omepusaumm CynbTOHA WCMNOMb3YKTCA pas/iMyHble  KaTanm3artopbl-aMuHbl,  (Topuabl
MeTau1/10B, HarpeBaHne. B kauyecTBe kaTtasiy3artopa 4aule Bcero ucnonb3yerca TOA. Havbornee
npussiekaTesibHOM Ham NpAcTaBAs/achk TepMmuyeckas nsomepusaumns. OgHako nNpuv NornbITKE NPoOBECTU
TEPMUYECKYIO U30MepU3aLMio Mbl OBHAPYXUNW, 4YTO YUCTbIN (298,5% (Macc.) CynbTOH OcTaértcs
Hen3MeHHbIM npu HarpeBaHun A0 100°C B TeyeHue HEeCKOsIbKMX 4YacoB. MeHee yucTble obpasLibl
pasnaralotca ¢ obpasosaHvem u3omepa (35%), COF,, SO, M BbICOKOKMMALMX COEAUHEHUA —

TeTpapTopaTaH-NMPOCY/IbTOHA,
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u ero nsomepa-FSO,0SO,CFC(O)F 1 HenaeHTUULMPOBAHHbLIX CMO1006pa3HbIX COeAMHEHWIA.

AHa/I0rM4YHO BeAET ce6s (DTOPUCTbLIN HaTpWiA: BbIXOA, n3omepa cocTaBun 25% (Macc.), ocTasibHoe -
MUPOCY/ILTOH U CMOJ1006pa3Hble COeNHEHVS.

Mpn ncnonb3oBaHuM TSA Cy/nbTOH M30MepU3yeTca € Bbixogom Ao 99%. [lpouecc cocTouT B
nosunpoeke TOA B cynbToH npu 0-30°C. OCO6EHHOCTL 3TOr0 Kartasimsaropa 3ak/1tvaeTcs B TOM, YTO
OH 3pekTMBEH NPU KOHUEeHTpaumsax Bbiwe 1,5%mac. MNMpy MeHbLUNX KOHLUEHTpaLmax nsomepunsawms
He naet. Peakuusa npoTekaeT C BbICOKOM CKOPOCTbHO (MPakTUYeCKU MIHOBEHHO) WU COMPOBOXAaeTCs
MIHOBEHHbIM >Xe TernsioBblaenieHneM (OpMeHTMPOBOYHaA Ternsiota nsomepusauny 20 K4K/Monb), 4TO
COMNPOBOXJaeTCs BCKMNAHWMEM PeakLUMOHHON Macchbl M, 3a4vacTylo, eé€ "BblopocoMm” (TemnepaTypa
KuneHua cynbtoHa 41°C, Temneparypa KuneHus usomepa 29°C). [llpouecc CconpoBoXaaeTcs
3aMeTHbIM CMO1006pa3oBaHVeM.

N5 TOro 4To6bLI NPOLLECC TEMN006pa30BaHNs CAeNnaTb PAaBHOMEPHbLIM, HAMK Bbl/T UISMEHEH MOPSA0K
[l03MPOBKUN KOMMOHEHTOB: CY/IbTOH A03UpoBasicsi B TOA; Npu 3TOM pa3orpeB peakLMoOHHON Macchl He
npeBbilWwan 5°C. 370, 0flHAKO, HEe YCTpaHseT CMO/I006pa30BaHNsi 1 HE UCK/HOUYAET HEO6X0AUMOCTU
MbITb U CYLUUTb PEaKTOp MOC/Ie KaXAO0ro CuHTe3a. HeliTpanusauusi cMo/006pasHbIX COeAVHEHWi
ABNSIETCA [OCTATOYHO C/IOXKHON TEXHOMOMMYECKOW CcTafueld, HexenaTesbHON B NPOV3BOACTBEHHbIX
ycnoBusix. KpoMe Toro, yC/IoXHsieTcsl annapaTypHoe ochopMeHe npoLiecca.

HepocTaTkym OnuMcaHHbIX KaTasiv3aToOpoB MPMBENN K HEOGXOAUMOCTW MoucKa COEAUHEHWIA,
o6ecneyrBatoLLMX MaKCUMasIbHY0 KOHBEPCUIO CY/IbTOHA B M30OMEP C MUHVMMa/IbHbIM 06pPa3oBaHMEM
No60YHbIX MPOAYKTOB, B TOM 4YMC/lE U CMOSI006pPasHbIX. [Ans yao6cTBa A03MPOBKM KaTanmsaTopa,
BblZE/IeHNs1 n3omepa 13 peakLMoOHHON CMeCcH Y yMeHbLUEHUS CMO/1006pa3oBaHnsi BblN MCTbITaHbI
razoo6pasHble coeNHEHNSI.

B Tabnuue 2 npuBedeHbl pe3ysibTatbl ONbITOB MO M3oMepu3auum cynbToHa (180r) c
NCMO/b30BaHNEM HEKOTOPbIX COEAVHEHWIA.

Ta6nuua 2. Pe3y/ibmamsbl ONbIMOB NO UsoMepusayuu cy/lbmoHa.

Ne| CoeguHeHus KonnuecTso T°C Bpemsa | KoHBepcus | Bbixop, Cwmorbl
r/MONb-1072 peakTopa [|Yac. cynbtoHa % [M3omepa (%

1| NFg 3(4,2) 70 24 45 41 oTc.

2 SO,F, 4,5(4,4) 75 24 23 19 cnenpl
3 | PFg 5,5(4,4) 75 24 0 0 orec.

4 NH3 0,25(1,4) 40 4 100 63 27

5 TpumeTuiammH 0,06(0,1) 40 4 100 99,9 cnenpl
6 TpumeTuiammH 0,02(0,034) 40 4 100 >99,9 Orc.

Kak BMAHO M3 pe3ynbTaToB, NpUBeAEHHbIX B Tabnuue 2 Hanbonee 3hdEKTUBHBIM KaTann3aTopom
npoLecca nsomepusalmy ABASETCS TPUMETUNAMYH.

Ha ocHoBaHMKM NpoBeAeHHbIX uccnegosaHuii B ®ryr PHL "MpuknagHas xumma" Gbina cosgaHa
ONbITHAA YCTaHOBKa, BK/YalWas crefyrowme ysnbl: OTTOHKAa CEepHOro adHrmgpuaa, nosyyeHue



CY/NIbTOHA, €ro u3omMepusaums 1 OTIOHKa C MoJlyYeHnem wusomepa 4vncToTbl 99,6-99,9% (macc.).
Pe3ynbTathl UCCNeoBaHnin 3allyLLEHbl NaTeHToM Po.

3KCI16pI/I MeHTaJ/IbHasA 4aCTb

MpoAyKTbl  B3aMMOAEWCTBMSA  aHa/IM3MPOBa/IM  METOAOM  ra30-XUAKOCTHOM  Xpomarorpadum.
lazoxpomarorpadmyeckoe pasgesieHre BeLLEeCcTB BbINO/IHEHO Ha Xpomarorpadpe "LiBeTt 800", cTasibHas
KO/IOHKA 2 M C BHYTPEHHUM AMaMeTpoM 3 MM, HenoaBwkHasa hasza — TpudITOPNponMAMETUICUINKOH
(CKT®T-50-x): ras-HocuTenb-renuii; TBepabli HocutTenb — cdepoxpom-80, dpakumns 0,160-0,2
06BbEMHasA CKOPOCTb 20 M/I/MVH; AETEKTOP - MOHU3ALLMOHHO-N/1TaMEHHbIA.

MonyuyeHue cynbToHa

B konby u3 cTekna nvpekc emKocTbio 0,25 N, CHaGXeHHYK KOMOHKOW Burpe, gnuvHoin 45 cwm,
3arpy>anu 350 r 65% oneyma 1 OTTOHSIN CEPHbIA aHrMApUA Ha BO3ayLiHol 6aHe npu 95°C-135°C.
CepHblil aHrMapua, OTTOHSAIN B peakTop CMHTE3a Cy/IbTOHA U n3omMepa — annapar 3 ctain 12X18H10T,
eMKOCTbl 0,8 /1, CHaGXEHHbI MarHUTHON MeLlasIKOil, MaHOMETPOM O6paTHbIM XOMNOAUBLHUKOM 1
BeHTWI1eM [odhdpepa o5 nogaym rasoB. PeakTop Obl1 npenBaputesibHO UCMbITaH Ha M36bITOYHOE
fasneHve 13 MIA. Temnepatypa peakTopa B npoLecce oTroHkn SO cocTtaBnsna 27-32°C.

Mocne otroHkn 200r SOz peakTop 3ariywanu, HarpeBanin pgo 40-42°C n nogasann npu

nepemeLLMBaHun n3 GasnsioHa TeTpadTopaTUNeH, nogaepxusas B peaktope gasnenve 0,3+0,1MMA u
TemnepaTypy 45-48°C. lNocne nogayun B peaktop 2757 TOD (M30bITOK 5%), peakuMOHHY) CMeCb
nepemeLuBan eLle 6-8 4acoB A/19 NOIHOMO CBA3bIBaHUA SO3 (B TOM YMC/ie 1 NOSIMMEPHOrO).

lMocne 3aBeplleHnss cuHTe3a Cy/nbToHa M cbpoca u3bbiToyHoro TS peakTop Oxnaxgann Ao
0++2°C 1 B Hero nogasasiv Nnpu nepemMeLLBaHnm ra3oobpasHblii TpUMeTUNaMH B Konudectse 20 mi.
Cwmecb Harpesanach 0 40°C v BblAepX1BaU1n B Te4YeHne 3X 4acoB, NOC/1e Yero U3 peaktopa OTroHANN
n3omep B KonmyecTBe 456r ¢ umctoTton 99,6% (macc.).

NMony4yeHue cynbTroHa 3 nonmmMmepHoro SO3

OTorHaHHbI SO3 npu Temnepatype +13°C BblgepxvBasica B TeyeHne 18 yacos, mocsie yero B
peaktop nogasasin CyF4. [lornoweHne 140r CoF, npu 45°C 3aHsano 14 yacos, nocsie 4Yero

peakuMoHHas Macca oxmkanacb M Hadana nepemewmBarbcs. Octaswuiica TS 6bin nogaH 3a 2,5
yaca.
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