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(54) CIIOCOB OBPABOTKU OTPABOTAHHOI'O TBEPAOI'O PAKETHOI'O TOIIJINBA

(57) Pedepar:

M300peTeHre OTHOCUTCS K CITOCO0y 00paboTKH
OTpabOTAHHOI'O TBEPAOTO PAKETHOTO TOIUIMBA,
CoZIepIKaIIero nepxaopat aMMOHMUS,
MOPOIIKOOOpAa3HBIM  AJTIOMHHUNM W CBSI3YIOIIEe
BEIIECTBO HA OCHOBE KaydyKa B KayecTBE TpeX
OCHOBHBIX KOMITOHEHTOB. Cmoco® BKJIIOUaeT
CIIEYIOIIUE CTAUHU: a) BIAXHAS MEXaHUKO-(DU3UKO-
XUMHUYECKas IE3UHTErpalys yKa3aHHOTO TBEPIOTO
TOIUIMBA; b) BHIIIEJTAYMBAHUE CYCIIEH3UM IPU
MepeMelMBaHUM B BOJE W/WIM HEHACBHIIIEHHOM
pacTBOope IMepxiopaTa aMMOHHs, COJIEpKalieM
JI00ABIEHHBI WHEPTHBI MaTephal Ha OCHOBE
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MIOPUCTOTO YIIIeposa, TMaTOMUTOBOM 3eMJIUM W/UIIU
MOJIMMEpPA; ¢) AeariioMepauys U MperoTBpalleHue
HOBTOpHOFI arjoMepanmi TBEPAbIX BEIICCTB B
cycrieH3ud; d) OTHeleHHe pacTBopa IepxiopaTra
aMMOHUA OT TBEPABIX BECIICCTB; e) O4YHCTKaA
OTZIEJIEHHOI'0 PAcTBOpa IepXJopaTa aMMOHHUSI CO
craauu d); f) oTaerIeHue UHEPTHOIO MaTepuaia OT
pacTBopa nepxjopara aMMOHHS, HEOOA3aTEIBHO C
MOCTIEAYIOUIMM KOHILEHTPUPOBAHUEM PACTBOPA; g)
KpUCTaJUIA3ALUS u HEoOs3aTEIPHO
HepeKkpucTajUIM3aLus epepaboTaHHOI O IIepxjlopaTa
aMMOHUS, ITPUIEM yKa3aHHLII71 HHCpTHLIﬁ Martepuain
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B IIOJIYYCHUH U Hepepa60TKe nepxjopaTta aMMOHMUS,
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(54) METHOD FOR PROCESSING EXPIRED SOLID ROCKET PROPELLANT

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to a method for
processing expired solid rocket propellant containing
ammonium perchlorate, powdered aluminium, and a
rubber-based binder as three basic components. Method
includes the following steps: a) wet mechanical-
physical-chemical disintegration of said solid propellant;
b) leaching the suspension while stirring in water and/
or an unsaturated ammonium perchlorate solution
containing an added inert material based on porous
carbon, diatomaceous earth and/or polymer; c) de-
agglomeration and prevention of re-agglomeration of
solids in suspension; d) separating the ammonium
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perchlorate solution from the solids; e) purifying the
separated ammonium perchlorate solution from step d);
f) separating the inert material from the ammonium
perchlorate  solution, optionally followed by
concentrating the solution; g) crystallisation and
optionally recrystallisation of the processed ammonium
perchlorate, said inert polymer-based material being a
thermoplastic.

EFFECT: technical result is the production and
processing of ammonium perchlorate, having a high
degree of purity.
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O6nactb U3006peTeHUS

N3o06peTeHue oTHOCUTCS K 00pabOTKe OTPabOTAHHOTO TBEPAOr0 PAKETHOI'O TOILIMBA,
COJIeprKalIlero NepxjaopaT aMMOHUS, TOPOIIKOOOPA3HbIN ATFIOMUHUIA U CBA3YIOIIIEE BELIECTBO
Ha OCHOBE Kay4dyKa B KaueCTBE TPEX OCHOBHBIX KOMIIOHEHTOB, C IIEJIbIO MepepadboTKu
repxjopaTa aMMOHMUSL.

[TpeqmecTByrOMMA yPOBEHb TEXHUKH

B HeckoIbKHX TOKyMEHTaX pacKkpbiTa 00paboTKa paKETHOTO TOIUIMBA C LEIIbIO,
nepepadoTKU NepxjaopaTa aMMOHMUSI.

B matente US 4,854,982 niist 06pabOTKU UCTIONB3YIOT KUAKUNM aMmMuak. OTHO TOJIBKO
HaJIMYKME KUIKOr0 aMMHaKa (HEOOXOAUMOCTb MOJIEPKAHUS BBICOKOTO JaBJICHHUS, TOKCUYHOCTh
aMMHaKa) IPeICTaBIIsIeT COOOM HETOCTATOK 3TOTO METOA, HAPSITy C HU3KOM
MIPOU3BOAUTEIILHOCTHIO TEXHOJIOTUU, CBSI3AHHOM ¢ OJI0KOM MHBECTUIIMOHHBIX 3aTpaT.

Tem He MeHee, OOJTBIIIMHCTBO NMATEHTOB UCTIOJIB3YET BhIIIETAYUBAHKE TIEPXJIOpATA AMMOHUS
B BOJIHOM PacTBOPE KaK MPUHLUMITMAIIBHO OCHOBHYIO 4aCTh 00pabOTKH.

B matente US 3,451,789 TOmIMBO MOCTENEHHO 00pabaThIBAIOT IyTEM JIe3UHTErpallvH,
BBIIIEJIAYMBAHUS [IEPXI0PATA AMMOHHUS B TOPSTYEM BOJTHOM PACTBOPE C MOCTIEAYIOLIMM
MHOTOCTYIIEHUAThIM OT/IEJICHUEM TBEPJIOT0 OCTAaTKA MOCIE BhIIIETAUYMBAHUS U3 MTOJTYYEHHOTO
pacrBopa.

ITatent US 4,662,893 cBsI3aH C KOHCTpYKIMeH O10Ka BhIlIeaunBanus. Hemocratkom aByx
YIOMSIHYTBIX BbIIIIE TATEHTOB SIBJISIETCS TPOOIeMa 0Opa30BaHUs arJIOMEPATOB TBEPIBIX
OCTAaTKOB TOIUIMBA B XOJI€ IE3UHTErPALIMU, BBIIIEIAUYMBAHUS U UX BBIJCIICHUS U3 PACTBOPA,
YTO MPUBOAUT K BBICOKOMY 3HEPTONOTPEOIEHUIO U BBICOKMM TPEOOBAHUSIM K KOHCTPYKLUH,
a TakKe CHWKEHHUIO 3(h(PEeKTUBHOCTH Tpoliecca mepepadoTKH.

[TatenT US 4,198,209 pemmaet 3ty mpobaemy nyteM [TAB (moBepXHOCTHO-aKTUBHBIX
BelecTB). HemocTaTtkoM aTOr0 criocoba sBIIsieTCs 3arpsi3HeHUE TTOJIyYeHHOT'O pacTBoOpa
nepxjaopaTa aMMOHUSI MHOPOIHBIM BEILIECTBOM U 00pa30BaHUE MEHBI, BBI3BIBAIOIIIEE
TEXHOJIOTUYECKHUE MPOOIIeMbI MTPU AabHelIIel oo6padboTke.

Vkazannasi mpo0iema JI0NoJIHUTEIbHO paccmaTpuBaeTcs B nateHTax US 4,198,209 - Frosch
et al.: "Process for the leaching of AP from propellant.” (1980); US 3,451,789 -Mclntosh: "Oxidizer
recovery process” (1969); US 4,662,893 - Mclntosh: "Hydraulic waste propellant macerator and
method of use" (1997); US 4854982 - Melvin et al.: "Method to dimilitarize extract, and recover
ammonium perchlorate from composite propellents using liquid ammonia" (1989) u US 4,098,627
(1998).

Onucanue uzobpeTeHus

[Tpenmerom HacTOSIIEr0 U300PETEHUS SIBIISIETCS] YCOBEPIIIEHCTBOBAHHBIN CIIOCO0
006paboTKK OTPpabOTAHHOTO TBEPIOTO PAKETHOI'O TOILIMBA, COACPIKAIIETO MEPXIIOpaT
AMMOHWUS, TOPOIIKOOOPA3HBIN ATFOMUHUI U CBSI3YIOIIIEE BEIIECTBO HA OCHOBE KaydyKa B
KaueCTBE TPEX OCHOBHBIX KOMIIOHEHTOB, C EJIbIO MMOJIYYEHHUS U TIepepadboTKu nepxjioparta
AMMOHUS, COJIEPKAIIETOCS B HUX, B IOCTATOYHOMN CTETIEHU YUCTOTHI U TPEOI0JIEHHUS 10
MEHbIIEH MEPE HEKOTOPBIX HEAOCTATKOB, BHITEKAIOIIUX U3 MPE/IIIECTBYIOIIErO YPOBHS
TEXHUKH, PACKPBITHIX BBIIIIE.

DTO 03HAYAET, UTO U300PETEHUE CBSA3AHO CO CIIOCOOOM 00pPabOTKH OTPAOOTAHHOTO
PAKETHOr'O TOIUIMBA, COJEPIXKAIIETO MEPXI0PAT AMMOHMS, TOPOILIKOOOPA3HBIN aTFOMUHUM,
CBSI3bIBAIOIIIEE BEIIECTBO HA OCHOBE KayuyKa M OCTaBIIMECS HEOCHOBHBIE TPUMECH, IS
nepepadoOTKU NepxjiopaTa aMMOHMS, KOTOPBIN BKJITIOYAET CIAEAYIOIIUE CTaIUu:

a) BJIAYKHASI MEXaHUKO-(U3UKO-XUMHUYECKAs IE3UHTEr palysi YKa3aHHOTO TBEPAOTO TOILIMBA
C TIOJIyYEHUEM CYCIIEH3UM TBEP/IbIX BEIIECTB B PACTBOPE;

b) BhIIIETAYMBAHNE YKA3aAHHOM CYCIIEH3UU TTPU NTePEMEIIIMBAHUU ITPU MMOBBIIIEHHOMN
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TEMIIEpAType B BOJE W/UIIM HEHACBILIEHHOM PACTBOPE MEPXIIOPATA AMMOHMUS, COIAEPKAILIETO
JI00aBIIEHHBIN UHEPTHBINA MaTepUall HA OCHOBE MOPUCTOTO YIJIepoaa, AMAaTOMUTOBOM 3eMJTH
W/WIM TIOJIUMEDPA;

C) AearjioMepauus U MpeIoTBPAIECHUE ITOBTOPHOM arjiOMEPALMUA TBEP/IbIX BEIIECTB B
CYCIIE€H31H C UCIIOJIb30BAHUEM YKA3aHHOTO MHEPTHOIO MaTepUaia BO BpeMsl Ipolecca
BBILIEIIAYMBAHUS;

d) oTaeneHue pacTBopa nepxjopata aMMOHMS OT TBEPABIX BEUIECTB;

€) OUYMCTKA OTAEJIEHHOTO PACTBOPA MEepXJiopaTa AMMOHHUS CO CTaJiuu d) ¢ yKa3aHHbIM
MHEPTHBIM MAaTEPUAJIOM, KPOME MaTepHUala Ha OCHOBE MOJIUMEPA, TPU ITOBBILICHHOU
TEMIIEPATYPE;

f) oTeneHre MHEPTHOrO MaTepuala OT pacTBOpa NepxjiopaTa aMMOHHS, HEOOSI3aTETbHO
C TIOCJIEIYIOIIMM KOHUEHTPUPOBAHUEM PaCTBOPA;

€) KpUCTaJUIU3als U HeoOsI3aTeIbHO NIEPEK PUCTATIIM3ALMS TepepadOTAHHOTO TIepXJIopaTa
AMMOHHUS.

IToMuMoO Tpex OCHOBHBIX KOMIIOHEHTOB, T.€. IEPXJI0paTa aMMOHHMS, TIOPOITKOOOPA3HOTO
AJTFOMUHMS Y CBSI3YIOIIIETO BEIIIeCTBA HA OCHOBE KayuyKa, OTpa00TaHHOE PAKETHOE TOTIIIMBO
TaKXe COJIEP>KUT HEOCHOBHBIE TPUMECH, BKJTIOUAIOIIIKE, HAIIPUMEDP, OKCHUJT JKeJe3a, TUXPoMaT
MeJId, TU-(2-3TUITEKCUI)aauIIaT, Tu-(2-3TUIreKcui)as3enar, Tpu(peHUIBUCMYT, MUPOTaJIIoN,
OKCH/J1 MarHus Wiy 2,4-eHTaHIMOH.

B coOTBETCTBUM € BBIIIEYITOMSHYTBIM CITOCOOOM 00pabOTKHU B COOTBETCTBUM C
M300pETEHHEM TBEPA0E PAKETHOE TOILIMBO, YAAJEHHOE U3 PAKETHOTO JIBUTATENIS
COOTBETCTBYIOIIUM MEXaHUKO-(PU3UKO-XUMHUIECKUM CITOCOOOM (TIPENIOUYTUTENIHHO, HATTPUMED,
BBIPE3KOM CTPyEH BOJbI), U3MEIIbYAIOT BO BJIAXKHBIX YCIIOBUSIX (B TO BpEMS KakK cpena
MPEACTABIISIET COOOW BOJY MIIM pa30aBIEHHBIN pACTBOP MEPXJIOpATa AMMOHHUSA),
MPEANOYTUTEIILHO B MEJIBHUIIE, ITOJ1y4Yasi CYCIIEH3MIO TBEPAbIX BEIIECTB U PACTBOP.

TBepaoe pakeTHOE TOIJIMBO TAKKE MOXKET ObITh MPEANOUYTUTENIHHO JE3UHTETPUPOBAHO
IyTeM Pe3KH B pe3lie, IpoOJIeHUs B APOOUIIKE UM B IPYTOM MOJIXOSIINEM YCTPOMUCTRBE.

[Tpu nepememMBaHUM ITOJTYUEHHYIO CYCIIEH3UIO TOAAIOT B PE3EPBYAP AJIS BBILIECIIAUYMBAHUS,
KyJia OB 3apaHee MOMEIIIECH BBIIIETaYMBAOIIHI paCTBOP (BOJIa UJTM HEHACHIIIIEHHBIN PACTBOP
IepxJjiopata aMMOHMS) U UHEPTHBINA MaTepUall.

B kauecTBe MHEPTHOTO MaTepUaia MOXET OBITh UCITOJIB30BAH JIFOOOM HEOPTraHUYECKUN
WJIA OPraHUYECKUN MaTepUasl, KOTOPbIA XMMUYECKH UHEPTEH 10 OTHOIIIEHUIO K BOJIE U/WIIU
pacTBOpy NEpXopaTa aMMOHMUS, U KOTOPBIA COCTOUT U3 YACTHUL C pa3Mepom oT 1 MKkM 110 20

MM, IUIOTHOCTh KOTOPOTO BO BJIAKHOM COCTOSIHUMM cocTasiisier 800-2000 KT-M > , U KOTOPBIN

HE NPOSBIISET AAT€3UOHHBIX WM CAMOAIT€3UOHHBIX CBOMCTB BO BJIAXKHOM COCTOSIHUU.

WNuepTHBIN MaTepyall MpeAnoYTUTENIBHO MIPEICTABIIIET COOON MaTeprall Ha OCHOBE
MTOPUCTOTO yIJIepo/ia, boiee MPearnoYTUTENIBHO MOPOIKOOOPA3HBIN aKTUBUPOBAHHBIN YTOJIb,
B TO BpeMs Kak HauboJiee MpernoYTUTEIbHBIM MaTEPUAJIOM SIBJISIETCS UCITOJIb30BAHHBIN
MMOPOIIKOOOPA3HbINA AKTUBUPOBAHHBIN YTOJIb C TPEAIIIECTBYIOIIEH CTa MU OUUCTKH PacTBOpa
repxjiopata aMMOHMUSL.

[TpeanmoyTUTEIbHBIM MHEPTHBIM MATEPUAIIOM TAKXKE SIBJISIETCS MAaTEPUAIl HA OCHOBE
JIMaTOMUTOBO 3eMJIH, 00Jiee MPEANOUTUTEIILHO KU3EIIbIYP.

MHuepTHBIN MaTepra MOXKET TaKkKe MPEANOUYTUTENIbHO ObITh MAaTEpPUAJIOM Ha OCHOBE
MOJIMMEpPa, KOTOPBIH MPEATOYTUTEIHFHO MPEICTABIISIET COOOM TEPMOILIACT, B YACTHOCTH
IMOJIMATUIIEH UIIU TIOJIMITPOITAIIEH.

PaznpoObiieHHbIN TEPMOIIIIACTUYHBIN MaTepuall, KOTOPbIN BKIIIOUAET B ce0s1, HAIPUMED,
MOJIUATUJICH, TIOJIUIIPOTIWIIEH U T.[I., SIBJISIETCS 00JIee MPEANIOUYTUTEIIbHBIM.

B cioco6e B cCOOTBETCTBUU € M300PETEHHUEM KOJIMYECTBO JOOABIEHHOTO HHEPTHOT'O
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MaTepuala MpeaIoUYTUTEILHO COCTABIISIET IO MeHbIleil Mepe 0,5 macc. %, Oolee
MIPEAIIOYTUTENBHO 1,5 Macc. % B pacueTe Ha CyXyIO Maccy TBEPIBIX OCTATKOB TOILIMBA (T.€.
B PACUETE HA CYXYyI0 MACCY CBSI3YIOIIETO BEUIECTBA C IPUMECHIO ITOPOIIKA AJTFOMUHUSA).

B cooTBeTcTBUM C U300PETEHUEM Pa3MEDP YACTHUL MHEPTHOT'O BEILIECTBA ITPEAIIOYTUTEIILHO
HaXOAMTCS B AMANIA30HE OT MPUOIM3UTENBHO 1,0 MKM 10 MPUOIU3UTENTBHO 20 MM TSI B LIEJIOM
cepuyeckux yactul. YacTuip! yITIMHEHHON (JOPMBI, B YACTHOCTHU IUIOCKOM, MOTYT OBIThH
0oJbliie, yem 20 MM B OJTHOM HAIlPABJICHUU.

BrllienaunBanue cycieH3uu Mpy MepeMEIMBaHUN TPEANOYTUTEIIBHO TPOBOAST MPU
MOBBILIEHHON TEMIIEpAType, KOTOopask COCTaBIISIET OT mpudam3urenabHo 50°C 1o
npubn3uTebHO 90°C B TeueHuUe 10 MeHbIIIel Mepe 15 MUHYT, MOKa MepXjIopaT aMMOHUS
BBIILIETIAYMBAETCS B PACTBOD.

Bo BpeMs craanu BblleTauYMBaHUS UMEIOIIMICS B CYCIIEH3UM MHEPTHBIN MaTeprall
BBI3BIBAET ACATTIOMEPALMIO TBEPABIX BELIECTB U IIPEAOTBPAILAET UX [IOBTOPHYIO arJIOMEPALMIO,
YTO JIeJIAE€T BECh MPOLECC BhIILIETAUYMBAHUS MIEPXI0paTa aMMOHUS 3HAUUTENIBHO OoJiee
3¢ (PeKTUBHBIM. DTOT MpOLECC 0OHAXKAET TOBEPXHOCTH TBEP/IbIX BEIIECTB, UTO 0OECIEUUBALT
Oouiee 1erkoe v 00Jee MHTEHCUBHOE BbILLEIAUYMBAHUE NIEPXIIOPATA AMMOHHUS B pACTBOP.

3aTeM CyCIIeH3UIO [TOJIBEPraroT OTAEICHUIO TOJIYUYEHHOTO pacTBOPA OT TBEPABIX BELIECTB,
TO €CTh TBEP/IbIX OCTATKOB TOIUIMBA (BJIAKHOI'O CBSI3YIOLLETO BELLIECTBA C TPUMECHIO [IOPOILIKA
AJTIOMUHMS), HATTpUMeED, PUIbTPALUE, TPY TOM, YTO B KAUECTBE YCTPOUCTBA A1 (PUITHTpalvK
MOXET MPENOYTUTETLHO UCTIONIb30BAThCS TAKOE, KOTOPOE 00ECTIeUMBAET AEUCTBUE IABJICHUS
BO BpeMs (PUITbTpaIMK U TPOMBIBKU OT(MIHBTPOBAHHOTO OCaIKa (pa30aBIeHHBIM PACTBOPOM
MepxjI0paTa AMMOHUS W/WIIU BOJBI), UTO IIPUBOJUT K BBICOKOW CTEIIEHU PA3EICHUS.

ITocne 3TOro OTAENEeHHbIN PACTBOP MEPXI0PATA AMMOHMUS IIEPEBOAAT HA CIIEAYIOIIYIO
CTaJIMI0 00pabOTKU (OUUCTKA PACTBOPA U MTOJTYyUYEHUE YUCTHIX KPUCTAILIOB epepaboTaHHOTO
MepxjI0paTa AMMOHMUS C TIOMOIIbIO KPUCTAIU3ALNH).

PacTBOp MOKET OBITH JOMOJHUTEIBHO MPEATOYTUTEIBHO OUYUIIEH TOPOLIKOOOPA3HBIM
AKTUBUPOBAHHBIM YTJIEM C MOCIIEAYIONIeH (GUIbTpaluei, 6o1ee MpearnoYTUTEILHO
bunbpTpanyei moa JaBI€HUEM, TPUUEM HCIIOIb30BAHHBIN aKTUBUPOBAHHBIN YT'OJIb MOXKET
OBITh MOBTOPHO UCIIOJIb30BaH 1Sl BBEJICHUS B BbILIEIAUYMBAIOIIMI paCTBOP HA CTaIuu b)
BBIILIETIAYMBAHUS B KAUECTBE MHEPTHOT'O MaTepHUaa.

OCHOBHBIM IPEUMYIIECTBOM 3TOT'0 CIIOCOOA B COOTBETCTBUM C U300PETEHUEM SIBIISETCA
yCTpaHEHUe arjioMepaToB BO BpeMsi 00pabOTKM Ha CTAIMM BBIIIENIAUMBAHUS. DTH arjIOMEPAThI,
COCTOSILLIME U3 JIMITKKX JE3UHTErPUPOBAHHBIX KYCKOB TBEPAOTO PAKETHOI'O TOIUIMBA, UMEIOT
XapakTep IUIOTHOTO yrnpyroro Bemiectsa. MHepTHBIN MaTepra mpegoTBpalaeT 0opa3zoBaHue
arJoMepaToB BO BpeMsl IIpoLecca BbILIEIAUYMBAHNS, 3HAUUTEIBHO YJIy4lllasi IPOLECC
BbIILIETTAYMBAaHUS (O0JI€e MPOCTOE U MEHEE IHEPro3aTPATHOE NepeMelIMBaHue U OoJiee
3¢ ek TUBHOE BBIIIETIAYMBAHKE, & TAK)KE CPABHUTEIIFHO MPOCTAsi KOHCTPYKIMS O00PYI0BAHUS).

B cniocobe cormnacHo HaCTOSIIEMY U300PETEHUIO UHEPTHBIN MaTepuas JOMOJIHUTEIbHO
MIPEAOTBPALIAET ATJIOMEPALMIO TBEPABIX OCTATKOB PAKETHOI'O TOILJIMBA BO BPEMSI PA3AEIICHNUS,
YTO MO3BOJISIET YCOBEPIIEHCTBOBATH IIPOLECC PA3AETICHUS U UCIIOJIb30BAHNUS TBEPABIX OCTATKOB
TOIUIMBA, TaK KaK Ja)ke nocie (UIbTPaLWU MO JABICHUEM OHU MOTYT OBITh JIETKO
PEKOHCTPYMPOBAHBI B PHIXJIBIA MAaTEPUAJI C HU3KUM COJIEPKAHUEM OCTATOYHOIO IIEpXjIopara
AMMOHMUS, UTO JIeaeT BO3MOXHBIM UX JAaJIbHENIIYI0 0OpaOOTKY M UCIIOJIb30BAHHUE.

be3 nob6asienus vHepTHOTO MaTepuasa GUIbTpalys Mo AaBJICHUEM ITPEBPALIAET TBEPIbIC
OCTATKH TOIUJIMBA B OJJHOPOAHYIO YIIPYTYIO Maccy.

Eure onHuM npermyIiecTBoM JaHHOTO Mpolecca SBIISIETCS TO, UTO NepepadboTaHHbIN
MEPXJIOPAT AMMOHMS, TOJTYYEHHBIN CTOCOOOM B COOTBETCTBUH C M300PETEHUEM, HE 3aTPSI3HEH
J00aBJIEHUEM KAKOTr0-JIMOO APYroro XMMUUECKOTO BEIIECTBA, TAK KAK MHEPTHBIN MaTepUual
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OCTAETCsl YACThIO TBEP/IbIX OCTATKOB TOILIUBA I1OCIIE€ OT/IEJICHHUS.

ITpumepsr

1.1. JTabopaTopHbIe UCTIBITAHUS

B niepBoM ucnibITaHUM BIaXKHBIE OCTATKU TOIUIMBA OBUIM CXKAThI B PHIXJIOM COCTOSIHUM B
rpecce, OCHOBOM KOTOpPOro Obl1a MeTajumueckast Tpyoa. TeMmmepaTypa cxaTusi COCTaBisIa
80°C, naBnenue cxxatusa 0,7 MIla, Bpems cxxatus 30 MuHyT. B pe3yiabraTe nomayyascs TBEpAbI
MaTepuaj U3 OCTATKOB TOIUIMBA B (hOpME UITUHIPA.

Bropoe ucnibiTanus ObUI0 MPOBEIEHO AHAJIOTUYHO, C TOM Pa3HUIIEH, UTO BIIaJKHbBIE TBEPbIC
OCTATKH TOIUIMBA CMEIIMBAJIM C MIOPOLMIKOOOPA3HBIM AKTUBUPOBAHHBIM YIJIEM IEPE
ycnbITaHueM (3,5 macc. % yriaepoja B pacueTe Ha CyXyI0 Maccy TBEPABIX OCTATKOB TOILINMBA).
B pesynbpTare cxaTHs MOay4YaaIuch HUIMHAPHI, KOTOPbIE UMETH OOJIBIINI TUAMETP, YeEM
UJIMHAPBI U3 IEPBOTO UCTIBITAHUS, U3-3a O0JIee HU3KOW KOT€3UH (YCUIIUS YIIPYroTro BO3BpaTa
K UICXOJHOMY HEC)KATOMY COCTOSHUIO). [LIMIIMHIPBI U3 BTOPOTO UCTIBITAHUSI MOTJIU JIETKO
OBITh U3MEJIBUEHBI 10 PBIXJIOTO COCTOSHUS.

TpeTbe uctibITanre 660 TPOBEIEHO AHATIOTUYHO BTOPOMY, HO BIIXKHBIE TBEP/IbIE OCTATKU
TOIUIMBA CMEIIMBAJIM C YACTULIAMU MOIUIIponiieHa 1 mm nepen ucnsiranueM (1,5 macc. %
MOJIMITPOIIMIIEHA B pacyeTe Ha CyXyI0 Maccy TBEP/IbIX OCTATKOB TOIIMBA). Pe3ynbTaThl ObLIH
AHAJIOTUYHBI PE3yJIbTATAMU BTOPOTO UCIIBITAHUSI.

YerBepToe UcIbITaHKE OBLIO TPOBEAEHO AHATIOTUYHO BTOPOMY UCIIBITAHUIO, HO BJIA)KHbIE
TBEPABIE OCTATKU TOIUIMBA CMEIIMBAJIM ¢ 10 MM YacTULIAMU U3MEIIbYEHHOTO TTOJIM3TUIIEHA
(IT2T) nepen ucnbiranueM (1,5 mace. % uzmenbueHHoro 19T B pacuere Ha cyxyro Maccy
TBEP/IbIX OCTATKOB TOIJIMBA). Pe3yIbTaThl ObUIM AHATIOTUYHBI PE3YJIbTATAMU BTOPOTO
UCIIBITAHUS.

ITsiToe ucnibiTaHue OBLIIO MPOBEAEHO AHAJIOTUYHO BTOPOMY UCHIBITAHHUIO, HO BIIAKHbBIE
TBEP/Ible OCTATKHU TOTUIMBA CMEIIUBAJIU C (PUIBTPYIOIIUM KU3EIbIYPOM MEPEe] UCTIBITAHUEM
(2,0 macc. % puIBTPYIOIIETO KM3EIbI'ypa B paciyeTe Ha CYXyI0 MacCy TBEP/IBIX OCTATKOB
ToIUMBa). Pe3ynbTaThl ObUIM aHATIOTMUHBI PE3YJIbTATAMU BTOPOTO UCIIBITAHMS.

1.2. DkcrnyaTalMOHHbIE UCTIBITAHUS

B peszepByap 114 BeienaunBanus 3arpysxain 2500 kr 15% pactBopa nepxjaopata aMMOHUS
1 50 KT MFHEPTHOTO MaTepuraja, HOPOIIKOOOPa3HOTI0 AKTUBUPOBAHHOTO YIJIS C COACPKAHUEM
Bi1aru 50%. DTOT aKTUBUPOBAHHBIN YTOJIb paHEE UCIIOIB30BAJICS Il OUYMCTKU pacTBopa
nepxsiopata aMmmMoHus. CMech MepeMelMBaIM U BbIACPKUBAIIM ITpU Temiiepatype 85°C.

OO6pabaTpiBaeMblii MaTepUas MPEACTABISII COOOM TBEPIOE PAKETHOE TOIUIMBO B BUJIE
ripu3M 50x40x30 cM, ITOJTyYEHHBIX ITyTEM BBIPE3aHMS U3 PAKETHOTO JIBUTATENS CTPYEH BOJIBI,
MMEIOLIMX CIEAYIOIINI MaccoBbIi cocTaB: 40% mnepxiopara aMMoHus, 18% Bobl, 42%
TBEPAOIO OCTATKA.

3500 Kr TBEpAOrO PAaKETHOI'O TOIUIMBA, ONIPhICKMBaeMbIe 15% pacTBOpOM Iiepxiiopara
aMMOHUS (UCITOJIBb30BAIOCH 001Iee KomyecTBO 1000 KT pacTBOpa 1J1sl ONPBHICKUBAHMS C
temreparypor 25°C), IE3UHTETPUPOBAIIA B IIPOMBIIIIEHHOM PE3UE U MTOJIYyYEHHYIO CMECh
Ccpasy e IIEPEHOCUIIN B Pe3EPBYap IS BBILIEIAUYNBAHUS, COAECPIKAHUE KOTOPOTO HENPEPBIBHO
IEpEMEIINBAIIM, B TO BPEMS KaK TEMIIEpaTypy noaaepxxvubaiu Ha otmeTke 85°C. ITocme
3aBEPLICHUS AE3UHTEIPALUU CYCIIEH3UOHHYIO CMECh IIEPEMELIMBAIIM B TEUEHHUE 15 MUH B
pe3epByape IS BBIIIEITAUYMBAHUS.

3aTeM cMech pasiessiii ¢ UCTIOIb30BaHUEM KaMepHOTo puibTp-mpecca. [1pu 3anonmHeHHOM
(bUIBTp-Mpecce 1aBIeHre HATIOJIHEeHUs jocturano npumepro 1 MITa. ITocne atoro
OT(UIBTPOBAHHBIN 0CAI0K MPOAYBAIM BO3yXOM, TPOMBIBAJIM JEMUHEPATIM30BAHHON BOJION
(3000 Kr B 0O0I11IEH CITOKHOCTH) M CKMMAJIM C UCITOIb30BaHueM aasienus 0,5 MIla.

OTneneHHBIN pacTBOP M BOJIA JIJISI TPOMBIBKM, CKOHIICHTPUPOBAHHAS BhIIIAPUBAHUEM,

Crp.: 7



10

5

20

25

30

35

40

45

RU 2650147 C2

OBLIN OYMIIIEHBI AKTUBUPOBAHHBIM YTJIEM, IIPU 3TOM MOCTIE YAJIEHUS AKTUBUPOBAHHOTO YIJIS
dunbTpanuei mepepadbOTaHHON IEPXTIOPAT AMMOHMS BBICOKOM YUCTOTHI TTOTyYalin
KpUCTa/UIM3alyel U epekpuctaumsanyent, cM. Tadmuny 1.

[Tocie oTKkpbITHSI KAMEPHOTO (PUITBTP-TIpecca OTHUITBTPOBAHHBIN OCAOK TBEPIIBIX OCTATKOB
TOTUIMBA OCTABJISIIIM B COOPHOM pe3epByape U U3MeJIbUajiu 10 PhIXJIOH MacChl, JIETKOM IS
00paboOTKH, C HU3KUM OCTATOUYHBIM COJIEP)KaHUEM TIepXjIopaTta ammMoHus. CBoicTBa
OTJIEJIEHHBIX OCTAaTKOB TBEPAOIr0 TOIUIUBA MpUBeAeHBI B Tabuie 2. PacueTHslil BBIXOI €
TOYKH 3pEHUS IepepabOTKU MepxyiopaTa aMMOHUS cocTaBiIsit 99,0%.

To >xe ucnbITanue, MpoBeIcHHOE 0€3 KaKOro-IMbo J00aBIECHUS AKTUBUPOBAHHOIO YTJIS,
oxHako ¢ gooasnenueM 13T crpyxkku (80 kr) ¢ pazmepoM yactui 10 MM, IPUBEIO K
MOJIYYEHUIO CBOOOAHOTEKYUEH U yA0OHOM 1711 00pabOTKHU MACChl, UMEIOIIEH HU3KOE
OCTATOYHOE COJIEpKaHUE MepXJIopaTa aMMOHus, cM. Tabmuiy 3.

To e ucnibITanue, MpoBeJeHHOE 6€3 KaKOT0-I11M00 100aBIeHUS] aKTUBUPOBAHHOTO YIJIS,
O/THaKo ¢ Jo0aBeHreM 10 KT MTOBEpXHOCTHO-aKTUBHOTO BEIIECTBA (TOACMIICYTb(haTa HATPHUS
(SDS)), mpuBeI0 K MOJIyYEHUIO MEHee IMPUT0THOM I1s1 0OpabOTKKU MAcChl, UMEIOIIIEH cpeaHee
OCTaTOYHOE COAEPIKAHME NIEpXIopaTa aMMOHus, cM. Tabmuiy 4. Kpome Toro, moBepxHOCTHO-
AKTUBHOE BEIIIECTBO, COAEPKAIIEECA B PACTBOPAX, BBI3BAJIO TEXHOJIOTHYECKUE TPYIHOCTH
IIpM Nocieayoen oopadboTke (HampuMep, BCIIEHUBAHUE PACTBOPA, U3MEHEHHS B ITpoLiecce
KPUCTAJUIM3ALMHY U T.11.).

To e ucnpITanue, IpoBeJeHHOE 6€3 KAKOTO-IM00 T00aBIEeHUSI aKTUBUPOBAHHOTO YTJIs
WK JTI000M Ipyroit 10OaBKH, MPUBEIIO K 3aCTPEBAHUIO OTHUIBTPOBAHHOTO OCAKa B COOPHOM
pe3epByape B BUJI€ TBEP/bIX KOT€PEHTHBIX TUIACTUH, KOTOPbIE HE MOTJIM OBITh 00paboTaHbI
B nanbHeteM. CoJepkaHue nepxjaopaTta aMMOHHUS B MaTepualie, IOJIy4YeHHOM TaKuM
obpasom, coctaBuiio 4,3 macc. %, cM. Tabmuny 5, Tak Kak 3(hPEeKTUBHOCTh TPOAYBAHUS U
MPOMBIBAHUS HA GUIIHTPE 3HAUUTETIHLHO YMEHBIIUIACH U3-3a YIDIOTHEHHOCTH TIJIACTHUH B
OTGUIBTPOBAHHOM OCAIKe.
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Yucrora nepepaboTasHoro Nepxnopara aMmMOHKA

Kavecteo B cooteeTcTeMM c| Tpebosanne Pesynerar
STANAG 4299, Twn 1

Yucrora [mace. %] 99,0 99,8

Cl -~ xak NH,CI [macc.%] =01 0,001

ClO;" kak NH4CIO3 s0,02 menee 0,003
[macc.%]

BrOs" kak NHsBrO; =0,004 meHee 0,002
[mace.%]

CynethaTMposaHHsie aanujl_sﬂjs mexee 0,02
[mace.%] |

Bewecrea, HepacTeopumble |<0,03 10,007

8 sofe [macc. %)

PH [ 43-58 45

S04 ' xkak (NH4)25804 <0,20 0,004
[macc.%]

Fe kak Fe;03 [Macc.%] <0,0035 0,00086
Cymma Na, K, Ca [macc.%)] |=0,08 0,0075
BewecTtea, pacTeOpHMbE B|S0,01 mexea 0,001
achupe [macc.%)]

Tabnuua 2:

CeolicTea TeepablXx OCTATKOB TOnnMBa nocne  oTaeneHus  (aobaenenve
aKTUBUPOBAHHOID YITIs)

CsoiicTBO 3HavyeHune

BnaxHocTb [Macc. %] 18

CogepxaHve  nepxnopata  ammonus 0,7

[macc. %]

Copepxanune nepxnopara ammonus 8|0,9

cyxom seLuectse [macc. %)}
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Tabnuua 3

CsoWcTBa TBEpAbIX OCTaTKOB TONNMWBa nocne otaeneHns (aobasnenue MNI3T cTpyxku)
CsoitcTBO 3HaueHne

BnaxHocTb [Macc. %] 19

CopepxaHve  nepxnoparta aMmonun 10,6

[macc.%]

Ccyxom eewjecrtee [Macc.%]

CogepxaHne nepxnopara aMMOHUS B

0,7

TaGnuua 4

CeoiicTea Teepabix OCTATKOB TONNUMBa nocne orgenexunn (nobasnenwe SDS)
CeoiicTeo 3HaueHne

'BnaxHocTs [mace.%)] 17

En.qapmaunu nepxnoparta aMMmoHmA | 1,5

i[m.mn::n::,'t'»'.‘c.]

Cogepxanwe nepxnopata ammoHus 8 1,8

|cyxom sewectee [macc.%]

| |

Tabnuua 5

CeoitcTea TRepbiX OCTATKOB PAKETHOrO ToONNKBa nocne otaenexus (6es gobasok)
CeoiicTBO 3HaveHne |

[T ———————T 19 a
Copepxaxue n;ﬁmopm amMoHua 4.3 ]
[mace.%)])

cyxom BelwwecTee [macc.%)

CogepxaHne nepxnopara amMOHWMA Bi5,3

HpOMBIIJ_IJ'IeHHOG HCITIOJIB30BAHHUC

Croco0 B COOTBETCTBUM C U300PETEHUEM MOKET OBITH UCMIOJIB30BAH B MPOMBIIUIEHHOM

Maciurabe 17151 00pabOTKU TBEPAOTO PAKETHOI'O TOIUIMBA, COAEPXKAIIIET O IIEPXJIOpAT aMMOHHS,
MOPOLIKOOOPa3HbII AJIFOMUHUIA U CBSI3YIOILIEE BELIECTBO HA OCHOBE KayuykKa B KaueCTBe Tpex

OCHOBHBIX KOMITIOHCHTOB, C LICJIBIO HCpCpa6OTKI/I nepxjaopaTta aMMOHUS, COOCPKAIICTOCS B
HCM.

[TepepaboTaHHbBIN EPXIIOPAT AMMOHMSI, TTOTYYSHHBIN C UCIIOJIB30BAHUEM CITOCO0a B

COOTBETCTBUM C U300peTeHrEM, 00J1a1aeT YUCTOTOM 10 99,8%.

(57) ®opmyna uzoopeTeHus
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1. Crioco6 06paboTKu OTPaOOTAHHOT'O TBEPJOT0 PAKETHOT'O TOIUIMBA, COIEPIKAIIIETO
Mepxja0paT aMMOHUSI, TOPOIIKOOOPA3ZHBIN ATIOMUHUM, CBSI3YIOIIEE BEIIECTBO HA OCHOBE
Kay4dyKa U OCTaBIIIHMECS] HEOCHOBHBIE TPUMECH C LIJIbIO NepepaboTKU nepxjaopaTa aMMOHUS,
OTJIMYAIOLIMICS TEM, YTO OH BKJIIOUAET B CEOS CIEAYIONIUE CTAUU:

a) BJIaXKHASI MEXaHUKO-(PU3UKO-XUMUYECKAS JE3UHTErpallvs YKa3aHHOT'O TBEPOTr0 TOILIMBA
C ITOJIYYEHUEM CYCIIEH3MU TBEPABIX BEILIECTB B PACTBOPE;

b) BhIIIEIaYMBAHUE CYCIIEH3WU IIPU NIEpeMelIMBaHuu Iipy Temmnepartype ot 50 1o 90°C B
BO/I€ W/UJIM HEHACBIIIIEHHOM PAacTBOPE MepXJIopaTa aMMOHHUS, COJIepKalleM JOOABIICHHbIN
VHEPTHBIN MATEPUAII HA OCHOBE IIOPUCTOTO YIIIEPOIA, TMATOMUTOBON 3€MJTH W/WJIU TTOJIMMEPA;

C) JiearyioMepanys U MpeIoTBPALIEHUE IOBTOPHOW arjiIoMEpPaLyu TBEPIbIX BELIECTB B
CYCIIEH3MH C UCTIIOJIb30BAHUEM YKA3aHHOTO MHEPTHOI'O MaTepUalia B X0OJIe IMpouecca
BBIIIEJIAYMBAHUS;

d) oTneneHue pacTBopa nepxjiopara aMMOHMS OT TBEPABIX BEILIECTB;

€) OYMCTKA OTJIEJICHHOTO pacTBOPA MEPXJIOPATA AMMOHUSA CO cTaInu d) YKa3aHHBIM
VMHEPTHBIM MAaTEpUAIIOM, KPOME MaTEpUalia Ha OCHOBE ITOJIMMEPA, IIPU TTOBBIILIEHHON
TeMIIepaType;

f) oTesIeHre MHEPTHOrO MaTepuaja OT pacTBopa nepxjopaTa aMMOHUS, HEOOSI3aTETLHO
C IOCIIEAYIOLIMM KOHUEHTPUPOBAHUEM PACTBOPA;

€) KpucTauM3alus U Heo0s13aTeNIbHO MEPEKPUCTAIIIM3ANMS TepepabOTaHHOTO MepxjiopaTa
AMMOHHUS;

MpUYeM yKa3aHHBIA UHEPTHBINM MaTEepUall HA OCHOBE MOJIMMEpPA MPEICTaBISIET cOOOM
TEPMOILIACT.

2. Crioco® 110 11. 1, OTIIMYAIOIIHIACS TEM, YTO MEXaHUKO-(U3UKO-XUMHUYECKYIO IE3UHTET PAIUIO
CTaJIUM ) OCYILECTBIISIOT BO BIAJKHOM COCTOSIHUM ITyTeM U3MeJIbUeHUS B MEJIbHUIIE, TPOOICHUS
B IPOOMITKE UJIM PE3KH B PeE3IIE.

3. Cnoco0 no 1.1 uin 2, OTIMYAIOIIMNACS TEM, UYTO MHEPTHBIM MAaTEPUATIOM HA OCHOBE
MMOPUCTOTO YIJIEPO/Ia SIBISETCS MOPOIIKOOOPA3HBINH AKTUBUPOBAHHBIN YTrOJIb.

4. Cnioco6 o n.1 unm 2, oOTIIMYAOUIUICA TeM, YTO UHEPTHBIM MaTEPUAJIOM Ha OCHOBE
JIMATOMUTOBOM 3€MJIM SIBJISIETCS] KU3EIIBIYP.

5. Crioco0 mo m.1 M 2, OTIIMYAIOIIMICS TEM, YTO MHEPTHBINM MaTeprall Ha OCHOBE
MoJiuMepa MpeCTaBIIsIeT COOOM MOTUITUIICH WIIH TTOJUITPOTIUIICH.

6. Cioco0 1o 1.3, OTJIUYAIOIIUNCS TEM, UTO B KAUECTBE MOPOIIKOOOPA3HOTO
AKTUBUPOBAHHOIO YTJISI UCTIOJIB3YIOT MOPOILIKOOOPA3HbINM AKTUBUPOBAHHBIN YTOJIb CO CTAIUN
e)uf).

7. Crioco0 1o 11. 1 Uiy 2, OTIMYAIOIIUNCS TEM, YTO pa3MEPhI YACTHUIl MTHEPTHOT'O MaTepHaia
coctaBasioT oT 1,0 MkMm 10 20 MM.

8. Crmoco0 110 11.1 WM 2, OTIIMYAFOIIUICS TeM, YTO KOJIMUECTBO T0OABIIEHHOI'O MHEPTHOTO
MaTepuaia COCTaBJIsIeT Mo MeHblel Mepe 0,5 Mac.% B pacuere Ha OOIIYIO CYXYIO Maccy
TBEPABIX BEIIECTB B CyCIIEH3UU.

9. Cniocob6 o 1.8, OTJIMYAIOLIMACS TEM, YTO KOJIMYECTBO JOOABJIEHHOTO UHEPTHOTO
MaTepuaia coctasiser 1,5 Mac.% B pacuere Ha OOIIYIO CyXyIO MacCy TBEP/bIX BEIIECTB B
CYCIICH3MHU.

10. Crioco® 1o 1.1 wi 2, OTJIMYAIOLIKMICS TeM, YTO CTaJIMu b) U C) TPOBOJST PU
temneparype ot 50 10 90°C B TeueHue o MeHbIIENH Mepe 15 MUH.

11. Cioco6 1o 1.1 uiu 2, OTJIMYAIOIIUNACS TeM, YTO Ha CTaIUU OT/IeJIeHUs d) CYyCIIEH3UIO
MOJBEPraroT GUIbTPaAUUU UK (PUIBTPALMH MO JABICHUEM C MOCIIEAYIOIIMM TPOMbIBAHUEM
OT(UIBTPOBAHHOTO OCAJIKA TBEP/IBIX BEIIECTB BOAOM W/WIIK pa30aBIeHHBIM PACTBOPOM
repxJjiopata aMMOHMSL.

Crp.: 11
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