v N

s€9¢!.

[ARS

(19)

MWHUCTEPCTBO OBPA3OBAHUA U HAYKU
YKPAUHbDI

rOCYOAPCTBEHHbIA AEMAPTAMEHT
WHTENNEKTYAINLHOW COECTBEHHOCTU

UA"’ 73 638

(51HMMK 7

(13)

C2
C 01B 21/14

(12 ONUCAHUE N3OBPETEHUA K MATEHTY YKPAUHLI

(21), (22) 3asska: 2003087438, 06.08.2003
(24) Oata Hauana gecteua natenHTa: 15.08.2005

(46) Data nybnukauyun: 15.08.2005

(72) N3obpeTtaTenb:
Mamenos Abunb A6acoBuu, UA,
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KoHonnuHa Onbra BuktoposHa, UA

(73) NateHTOBNAgeney;
YKPAUHCKWUA rOCYOAPCTBEHHbLIA
HAYYHO-UCCNEAOBATENLCKUA U
MPOEKTHLIA MHCTUTYT A30THOW
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(54) CNOCOB MOJYHYEHUA TMOPOKCUITAMUHCYTIb®ATA

(57) Pedbepar:

WM3o6peTeHne KacaeTcs XUMUYECKON
MPOMBILLIIEHHOCTU, @ WMEHHO cnocoba nornydeHns
rmgpokcunamuHcynedara (TAC), KOTOpbIN
NpUMeHsieTCs B MNPOM3BOACTBE Kanporakrama.
Cnoco6 Bkno4aeT NPUrOTOBREHWE  peaKkUMOHHOM
cMecy amMmMuaka, Kucropoda WM BoAHOro napa,
KaTanutuyeckoe oKucreHne aMmmMuaka non
naerieHvem, 6Goree 0,3 MMa, KOHLEHTpUpOBaHWE
HWTPO3HOrO rasa 3a cyeT KOHAeHcauuu BOOHOro napa
C BbldeneHveM asoTHokucroro koHaeHcata (AKK),
CMelUBaHNe CKOHLEHTPUPOBAHHOIO HUTPO3HOrO rasa
C BOAOPOOOM U CMEChl0, KOTOpasi COOEePXUT CepHYio
kucnoty u Bogy, cuHtes [AC. [lpu 3Tom Tenso
HWTPO3HOrO rasa UCMonb3yloT ANs AONONMHUTENBHOTO
koHueHTpupoBaHua AKK wun pacteopa [AC. AKK
KOHLIEHTPUPYIOT O MacCOBOW YacTu a30THOW KUCIOTbI
He MeHee, YeM 40 %. PactBop TAC KOHUEHTpUpyloT

0o maccoson Yactu 40 % 3a cyeT Tenna koHgeHcauum
napa AWCTUNNATaA, KoTopbli obpasyetca npu
KoHUueHTpupoBaHun AKK. lMap guctunnarta n 4actb
BTOPMYHOrO napa, KoTopbli obpasoBaricd nocre
KOHLUeHTpupoBaHua pactBopa [AC, wncnonbsyloT B
BUOE KOHOEHcaToB nANns pasbaBneHns cepHom

Kncnotel. Vcnonb3oBaHue [aHHOro VI306peT6HVIF|
obecneunsaeT CHUXeHne KanutaneHbIX n
QHEPreTu4eCcKmnx pacxonos Ha N3roToBrieHne

NpoayKTa W ynpoLleHne ynpaBneHnusi NpoLeccom.

OduynancHein  GtoneTeHb  “lMpoMmbilUneHHas
cobctBeHHoCTh". KHura 1 "M3obpeTeHns, nonesHble
Mogenu, Tonorpadun  MHTerpanbHbIX MUKpocxem",
2005, N 8, 15.08.2005. [ocyaapCTBEHHbIN
AenapTaMeHT  MHTENNeKTyansHoW  COBGCTBEHHOCTM
MuHucTepcTBa 06pa3oBaHUs U HayKn YKpauHebl.
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(54) A METHOD FOR PRODUCING HYDROXYLAMINESULFATE

(57) Abstract:

The invention concerns the chemical industry,
particularly a method for producing hydroxylamine
sulfate (HAS) being used in the production of
caprolactam. The method comprises preparing the
reaction mixture of ammonia, oxygen and water
vapor, catalytic oxidaton of ammonia at a
pressure more than 0.3 MPa, concentrating the
nitrose gas due to the condensation of water
vapor with isolation of nitrate condensate,
mixing the concentrated nitrose gas with hydrogen
and mixture containing sulphuric acid and water,
hydroxylamine sulfate synthesis. At that nitrose
gas heat is used for the additional concentrating
nitrate condensate and hydroxylamine sulfate
solution. The nitrate condensate is concentrated
to the nitric acid weight particle of not less

than 40 %. The hydroxylamine sulfate solution is
concentrated to the weight particle of 40 % due
to the condensation of the distillate vapor being
formed during concentration of nitrate
condensate. The distillate vapor and a part of
secondary vapor formed after concentrating
hydroxylamine sulfate solution, are used in the
form of condensates for the dilution of sulphuric
acid. The use of this invention provides reducing
capital and energy expenses for manufacturing
product and simplification of the process control.

Official  bulletin  "Industrial  property". Book
1  ‘"Inventions, utility models, topographies of
integrated  circuits", 2005, N 8, 15.08.2005.
State Department of Intellectual Property of the
Ministry of Education and Science of Ukraine.
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(73) BnacHuk(n):
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IHCTUTYT A30THOI NMPOMUCINOBOCTI |
NPOOYKTIB OPFAHIYHOIO CUHTE3Y, UA

(54) CNOCIB OAEPXAHHA MNAPOKCUNAMIHCYIIb®ATY

(57) Pedbepar:

BuHaxig crtocyeTbca XiMidHOI NPOMWMCIIOBOCTI, a
came crnocoby opep)aHHsi rigpokcunamiHcynbsgarty
(TAC), AaKkui 3acToCOBYETbCA Y BUPOOHUUTBI
kanponaktamy. Cnoci6 BknoYae NPUroTyBaHHA
peakuiHoi cyMilwi amiaky, KUCHK i BoasiHOI napw,
KaTaniTm4He OKUCHEHHS amiaky nig TWCKoM, Ginbunm
3a 0,3 Mlla, KOHUEHTpyBaHHSl HiTPO3HOro rasy 3a
paxyHOK KoHAeHcauii BoAsHOI nmapu 3 BUAINEHHAM
asoTHokucroro  koHgeHcaty (AKK), 3miwyBaHHs
CKOHLIEHTPOBAHOrO HITPO3HOro rasy 3 BogHeM Ta
CyMiWlllO, WO MICTUTb CipyaHy KucroTy i Bogy,
cnHtes [AC. lpu UbOMY Tenno HITPO3HOro rasy

BMKOPUCTOBYIOTb AN OOAATKOBOIO KOHLEHTPYBaHHS
AKK i poaunHy FTAC. AKK KOHLEHTpyloTb 4O MacoBol
YacTKW a30THOT KUCIOTU He meHwe 3a 40 %. PosuuH
FAC KoHUeHTpyloTb A0 MacoBoi 4acTkm 40 % 3a
paxyHoK Tenna KoHaeHcauii napy AUCTUNATY, WO
YTBOPIOETECA Npu  KoHUeHTpyBaHHi  AKK. [lapy
ANCTUNATY | YaCTUHY BTOPUHHOI Napwu, Lo yTBOpUnacs
nicns KOHLIEHTPYBaHHSI PO34UNHY F'AC,
BMKOPUCTOBYIOTb Yy BWUMMSAAI  KOHAeHcaTiB  ans
po30aBrieHHst CipYaHoi  KUcnoTu. BuKopucTaHHA
AaHoro BUHaxody 3abesanevye 3HWKEHHS KaniTanbHUX
Ta eHepreTUYHNX BUTPAT Ha BUTOTOBMEHHS NPOOYKTY
Ta CMpPOLLEHHSA KEpYBaHHS NPOLECOoM.

73638 C2

UA



v N

s€9¢!.

[ARS

170

15

20

25

30

35

40

45

50

55

60

65

Onuc BuHaxony

BuHaxig BigHocuTbCA OO XiMiMHOI MPOMUCIOBOCTI, @ came - Ao cnocolby opepkaHHs rigpokcunamidcynbdaty (FAC),
Lo 3aCTOCOBYETLCS Y BUPOOHULTBI kKanpornakramy.

OpepxaHHA KOHLEHTPOBAHOrO MOHOOKCUAY a30Ty, Lo 3aCTOCOBYETbCA B cuHTe3i FAC, kaTaniTUMHUM OKUCIEHHSIM
amiaky HEMUHYyYe CYMNpOBOMAXKYETHCA YTBOPEHHAM po36aBneHnX pPo3duHIB asoTHO! kucnotu [ame. nat. CLUA 3110563,
ony6nikosaHui 12.11.1963p.], yTvnisauia aKMX NpM3BOAMTL OO 3HAYHUX KaniTanbHUX i ekcnnyaTtauiiHux BuTpat. Y
BUpoBHMLTBI TAC 3acTOCOBYIOTL Pi3Hi MeToaM yTunisauii umx Bigxonis. Binomuin cnocib ogepxanHsa FAC, Kkuii BKIoYae
NPUIroTyBaHHA peakuiiHOT CyMilli amiaky, KUCHIO i BogsHOI napwu, KaTaniTu4He OKUCINEeHHs amiaky, cTtabinisauito
CKNnagy HIiTPO3HOro rasy LWMAXOM T[igpyBaHHS Ha CcpiGHO-mapraHueBOMY KaTanisatopi, Woro pABocTagiiHe
KOHLIeHTPYBaHHS KOHOEHcalielo nap BOAM, 3MillyBaHHSI CKOHLIEHTPOBAHOIMO HIiTPO3HOrO rasy 3 BOAHEM, CyMILlLLio
CipYaHoi KMCroTW, BOOM, KOHAEHCcaTy NepLluoi cTafii KOHLUEHTPYBaHHA HITPO3HOro rasdy, katanisaty nicns rigpyBaHHA
KoHOeHcaTy Apyroi cTafii KOHUEHTPYBaHHA HIiTPO3HOro rasy, KataniTudHe rigpyBaHHs LbOro KoHOeHcaTy B
NPUCYTHOCTI NnaTuHoOBOro katanisatopa i cuHtea MAC. [guB. 3asaBka €1B Ne945401, MINK6 CO1B21/14, on. 1999p.].

TakMM 4YMHOM [OCAraeTbCsl NOBHA yTunisauis po3baBrneHux asoTHOKUCIUX CTokiB. OpHak uen cnocib
XapaKTepU3yeTbCs CKMagHICTIO B yNpaBniHHI | 3Ha4YHUMK KaniTansHUMK | ekcnnyaTayiiHuMK BUTpaTaMuy, 3yMOBEHUMA
HeobXigHicTio cTagin cTabinisauii HITPO3HOrO rasy, WOro CTMCHEHHSI | KaTamiTUYHOro rigpyBaHHS a30THOKUCIIOro
koHaeHcaTy. KpiMm Toro, Tenno HiTpo3Horo rasy npu LUboMy BTpadaeTbcst 6€3noBOpOTHO.

Halibinblw 6nuabkum go cnocoby, Lo 3asBRAETbCA, MO TEXHIYHIA CyTi i edeKkTy, Wo AocAraeTbcs € cnocid
opepxaHHs FTAC, WO BKOYAE NPUTOTYBAHHS peakUiHOT CyMilli amMiaky, KUCHIO | BOOSHOI napu, KaTaniTudHe OKUCIEHHS
amiaky, cTabinisauitlo HITPO3HOroO rasy LMAXOM TigpyBaHHS Ha CpiOHO-MapraHUeBOMY KaTanisaTopi, horo gBocragiiHe
KOHLEeHTpYyBaHHA KoHAeHcauieto nap Boau [gue. nat. PO Ne2045471, MIK6 C01B21/14, on. 10.10.1995, Bion. Ne28 -
npotoTtun]. Ha nepwii cragii koHgeHcauii BuainaeTbes 6nmabko 70% KoHAEeHcaTy, Lo MICTUTb a30THY KUCAOTY 3
MacoBol 4YacTkow Ao 0,3%, Ha Opyrin - YTBOPKETLCA a30THA KUCRoTa 3 MacoBOK 4YacTkow Ao 5-6%. KongeHcaT
nepwoi ctaaii HanpaensalTb Ha pPo30aBreHHst Cip4aHoi KWCMOTW, KoHAeHcaT Apyroi crafii micns ynaproBaHHs Ao
40-45% HarpiBatoTb Ao 300°C i aMmilytoTb 3 OCHOBHMM MOTOKOM HITPO3HOro rasy, Lo HagxoAuTb Ha cTabinisadilo, a
napu BOAW HanpaBnslTb Ha NPUrOTYBaHHS CyMilli amiak, kKuceHb, napa. Ak i y BuLWeHaBegeHoMy cnocobi, yTunisauia
po36aBrieHNX asoTHOKUCNUX CTOKIB MPUBOAWUTL A0 3HAYHOrO YCKNagHeHHA cxemu, Ti HeHamilHocTi | iCTOTHUM
KaniTaneHUM BUTpaTam.

3apadelo UbOro BUHaxody € YAOCKOHaneHHs crnocoby odepxaHHa TAC LNAXoM 3MiHW CXeMU, K TO BUKITHOYEHHS
CTafin KaTaniTMYHOro rigpyBaHHS a30THOKUCIIONO KOHAEeHcaTy, cTabinisauii HITpo3HOro rasy i MOro CTUCHEHHS, i
napameTpiB npouecy Tak, Wwob 3HM3NTK KaniTanbHi i ekcnnyaTauiiHi BUTpaTK i CNPOCTUTW YNPaBniHHA i perynioBaHHs
NpoLecoM.

[MocTaBneHa 3agada BUpPIWYETbCS TUM, WO B cnocobi opepkaHHs rigpokcunamiHcynbdaTy, SKUA BKMHOYae
NPUIroTYBaHHA pPeakUinHOi CyMilli amiaky, KUCHIO i BOOSHOI napu, KaTaniTU4He OKUCIEHHS amiaky, KOHLUEHTPYBaHHS
HITPO3HOro rasy 3a paxyHoOK KoHAeHcauii BoAsiHMX nap 3 BuAineHHAM asoTHokucroro koHaeHcaty (AKK), amilyBaHHA
CKOHLIEHTPOBAHOIO HITPO3HOrO rasy 3 BOAHEM Ta CyMillWo, WO MICTUTb CipdaHy kucnoTty i Bogy, i cuHTes [AC,
BiONOBIQHO BUHaxondy KaTaniTU4He OKUCIEHHS amiaKy 3ailicHIoTb nig Tuckom Ginbw 0,3 MlMa, aogaTkoBO 34iNCHIOTE
koHueHTpyBaHHA AKK i po3umHy T'AC, BUKOPMCTOBYKOYM TENSO HITpO3HOro rasy, npu usoMmy AKK KOHUeEHTpyloTb OO0
MacoBO| YacTKW a30THOI KMcnoTu He MeHwe 40%, a po3dnH TAC KOHUEHTpYITb A0 MacoBoi YacTku 40% 3a paxyHok
Tenna KoHaeHcauii napu OUCTUNATY, O YTBOPKETLCA NpU koHUeHTpyBaHHi AKK. Ller gMctunaT, a Takox 4YacTuHy
BTOPWHHOI Nnapy, WO YTBOPKETLCA NIiCNs KOHUEHTPYBaHHs po3dnHy FTAC, BUKOPUCTOBYIOTb Y BUMNSAI KOHOEHcaTiB Ans
po30aBrieHHs cipyYaHoi KUCnoTU. KoHOeHcaT 3 MacoBOK YacTKO a30THOI KMcroTu 6nunsbko 40% BuaaoTb SK rOTOBUR
NPOAYKT i BiH MOXxe ByTW BUKOPUCTaHWUI Y BUPOOHULTBI MiHEpansHUX AobpuB.

3nincHeHHs 3aaBNeHoro cnocoby NOSICHIETLCS CXEMOIO, NpencTaBrieHoto Ha Pir.1.

Cnoci6 3piicHIoTE TakUM YMHOM.

[nsa ogep)kaHHA 1 TOHHW FigpoKcunaMiHy B roauHy B 3MillyBadi 1 nNpuroToBnsloTb peakuiiHy cymiw 3 817,5kr/roq
amiaky, 2052,6kr/rog kucHio i 4021kr/roq BogsHO! napwu i HanpaenAalTbe B peakTtop 2, A€ Ha NNaTUHOIGHMX CiTKax
30iMCHIOITL NMapOKWCHEBY KOHBEpCilo amiaky nig Tuckom binble 3a 0,3MIMa, Hanpuknag 0,3-0,35MIMa. Tenno peakuii
OKMCIeHHs1 amiaky BMKOPWUCTOBYIOTb ANA OAepXKaHHA napu, OXONo4XKyloUM HITPO3HUI ra3 B KOTIIOBIW YacTWHI peakTopa
2. OTpumaHuii HiTpo3Huin ras (NOX) pani HagxoauTb Y KUN'ATUNBHUK 3 KOMOHWM 6 AucTunAuii a3oTHOKUCIIOro
KOHOeHcaTy, Oe KOHOEHCYloTbCs napu BOAM 3 BUAINEHHAM as3oTHokucroro koHgeHcaTy (AKK) i koHUeHTpyeTbcs
HITPO3HWIA ra3. Tenno koHageHcauil nap BOAW BUMKOPWUCTOBYETLCA AN KOHLEHTPYBaHHS a30THOKUCIIOrO KOHAEHcaTy Bif
mMacoBol YacTku 7-8.5% po macoBol YacTkm 40%. YTBOpPEHUA Npy LpOMY rasonogioHni gUCTUNAT, WO MICTUTb a30THY
KMCroTy 3 MacoBoto YacTkow A0 0,25%, HagxoguTb Y TEnnooOMIHHMK 7, KyOW SIK OXOrompKyBaribHY piavHy nogaloTb
po3uunH MAC 3 MacoBoto YacTko 6rnabko 24%. Harpituin 3a paxyHok koHgeHcalii BoasHUX nap AucTunaTty poadnH FAC
HagxoauTb B cenapartop 8, Ae nig po3pidXeHHAM 3 po34nHY BMNapOBYOTHCS BOASAHI Mapu npu Temnepatypi 60-85 °C.
CKOHLeHTpoBaHWIiA po3dmMH MicTuTe TAC 3 macoBot yacTkolo 6ruabko 40%. HiTposHuii ras nicna kun'aTunbHuka 3
KOroHW aucTunauii 6 HagxoguTb B TennooOMiHHMK 4, Oe BioOyBaeTbCs KOHAEHCauin 3anuwKoBMX nap Boau 3
YTBOPEHHSIM a30THOKMCIOrO KOHOEeHcaTy 3 MacoBot YacTkoto 7-8.5% i oxornomkeHHS KOHLEHTPOBAHOrO HITPO3HOro rasy
no 40°C, nicns 4voro loro ounwytoTb Big okcuagy asoty (IV) B ckpybepi 5 i nogatoTe Ha cTagito cuHTesy TAC 11 B
KinbkocTi 1092kr/rog. CKOHOEHCOBaHWA AUCTUNST 3 MacoBOK 4acTkow as3oTHO! 0,25%, a TakoX 4YacTuHa KoHgeHcaTty
BTOpUHHOI napu (BIM) nicna cenapaTopa 8 i koHOeHcaTopa BTOPWMHHOI napyv 9 HanpaensiloTb Ha po30aBrieHHsi
KOHLEHTPOBaHOI cip4aHoi kucrnoTtu B ctagito 10. KyGoBuiA 3anmLOK 3 KONOHW ANCTUNSAL 6 3 MacoBOK YacTKOK a30THOI
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kncnotn 6nmsbko 40% B kinbkocTi 1138kr/rog (455kr/roq MoOHorigpaTy asoTHOI KUCMOTWM) BUAAETLCA K FOTOBMWKA
NpoayKT i Moxe 6yTW BMKOPUCTaHWIA Y BUPOGHUUTBI MiHepanbHUX gobpus. BiaxigHi rasu (BN peakTopis cuHTesy FAC
HanpaBnsAloTb HA CNareHHs B peKynepaTuBHy yCTaHOBKY 12.

[nsa nopiBHsiHHA B Tabnuui 1 HaBedeHi AaHi, Wo inocTpyloTe poboTy ycTaHoBKM cuHTe3y TAC 3a cnocobom, Lo
3asBMNAETLCA, | MO NPOTOTMNY.

Ak BMAHO 3 gaHux Tabnuui, NMTOMi BUTpaTh CUPOBUHW HA BUFOTOBMEHHS NPOAYKTY BULLE, HbK B npoToTUMi. Ane npu
LUbOMY SIK MPOAYKT AOOATKOBO OOEPXKYITb a30THY KWCMOTY 3 MacoBok YacTkow 40%, SKy MOXHa BUKOpUCTaTu Ans
npUroTyBaHHsA MiHepanbHUX AobpuB, a LUinsoBmi npoaykT FAC ogepxyloTb 3 MacoBoto YacTkow 40% 3amicTb 24,6%
6e3 JoAaTKOBMX €HepreTMYHUX BUTpaT.

Tabnuuga 1
NH3 | O | HoO [NOBcT. 11|Hg Ha rigp.O2|Ho B cT. 11| X Ho |40% AKK|HNO3|%IAC
Of. BUMIpY. Kriroa | kr/irog |Kkrirog, Kriroq, Krirog, kriron  |kr/rog| krirog  |kr/roa| %
3a npototunom [naT. P® Ne2045471]| 680 | 1707 | 3345 1092 17,5 128,1 145,6 - - 24,6
3a cnocobom, Wo 3aaBnaeTbcs 817,5(2052,6 | 4021 1092 - 128,1 128,1 1138 455 40

CnociB ogepxaHHA rigpokcunamincynsdrary

H,O KO

12

|

8r

AKK (8 %%HNO.) k.

AKK (ﬁ HHNO. —

24% FAC

AKK (0.25%HNC,)
40% rac 96% H.S0, ¥ 19% H.50,

10

®©ir. 1

dopmyrna BMHaxony

Cnoci6 ogepxaHHs rigpokcunamiHcynbdaty (FTAC), skuii nonsirae B TOMYy, WO TOTYIOTb peakuiiHy CcyMil amiaky,
KACHIO | BOOSAHOI napu, 34iACHIOTL KaTaniTU4HE OKUCHEHHS amiaky, KOHLUEHTPYIOTb HITPO3HUI ras 3a paxyHok
KOHOEHcaLii BoasHOI napu 3 BUAINEHHAM a30THoKMcnoro koHgeHcaTty (AKK), aMillytoTe CKOHLEHTPOBAHWIA HITPO3HMI ras
3 BOAHEM Ta CYMILLLLI, WO MICTUTb CipuaHy KUCNOTY i BoAy, Ta 3aiicHI0TE cHTE3 FTAC, SKui BigpisHAETbCS TUM, WO
KaTaniTM4He OKMCHEHHs1 amiaky 3gificHIooTh nig Tuckom Ginbwe 3a 0,3 MIMa, AoaaTkoBO 34INCHIOTE KOHLEHTPYBaHHS
AKK i posunmHy AC, BUKOPUCTOBYKOHM TEMMO HiTpo3HOro rady, npu uboMy AKK KOHUEHTpyTb OO MacoBOi 4acTku
a30THOI KMCNoTWU He MeHwe 3a 40 %, a po3dnH MAC koHUeHTpyloTb OO0 MacoBoi YacTkm 40 % 3a paxyHok Tenna
KoHOeHcalil napn ANCTUNATY, WO YTBOPIETLCA Npu KoHLeHTpyBaHHI AKK, i AKy pa3om 3 4acTMHOK BTOPUHHOI Napwu, fika
YTBOPKOETLCA MICNs KOHLUEHTPYBaHHs po34vnHy FTAC, BUKOPUCTOBYIOTL Y BUIMsAAI KOHOEHCAaTIB Ans po3baBneHHs cipydaHol
KucnoTu.

OdbiliiHnii GroneteHb "lMpomucnoaBa BnacHicTe". KHura 1 "BuHaxogn, kopucHi mogeni, Tonorpadii iHTerpansHux
MikpocxeM", 2005, N 8, 15.08.2005. [epxaBHWA OenapTaMeHT iHTenekTyanbHoi BnacHocTi MiHicTepctBa ocBiTh i
HayKku YKpaiHu.
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