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(57) Pedepar:

N3z06perenue OTHOCHUTCS K croco0y
Kpuctaiumsamquu  D,L.-MeTHOHMHA W3 BOJHBIX
pacTBOPOB W/MIIM CYCIIEH3UH, KOTOPBIE COAECPKAT
D,L-MeTHOHHH 1 aMMOHMEBYIO cOJib D,L.-MeTHOHMHA
u uMeroT conepxxkanue Met 70-180 r/kr pacrBopa u/
WIM CYCIEH3UM, MpeanodturesnbHo 90-150 r/kr

pacTBOpa W/UIM CycHeH3uu, U cofepxkanue NH,* 1-5

r/kr  pacTBopa w/wmmm  cycrneHsud. Croco0
OCYIIECTBIISIIOT B NPHCYTCTBUU KPHCTAIUIN3YIOIIEH
n00aBKH, KOTOpasi CONEPKUT HEMOHOTEHHOE WITU
AQHMOHHOE ITOBEPXHOCTHO-aKTUBHOE CPEICTBO WIH
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CMECh PAa3JIMYHBIX HEMOHOTEHHBIX WJIM AHWOHHBIX
MMOBEPXHOCTHO-aKTUBHBIX cpeiacTB. Ilpu sTOoM
TeMIepaTypy pacTBOpa U/WIIM CyCIIEH3UM CHUXKAIOT
cpa3y wi nocreneHHo ot T;=85-110°C go T,=30-

50°C Taxkum obpazom, uto D,L.-MeTHOHMH OocenaeT
B BUIC TBEpAOTO BelIeCTBA. Cnoco6
XapaKTepU3yeTCs TEM, UYTO aHHOHHOE TTOBEPXHOCTHO-
AKTHBHOE CPEJICTBO, TPUMEHSIEMOE [T 00pa30BaHUs
KPUCTAJUTU3YIOUIEN TOOABKH, SIBISETCS OAHUM W3
COEIMHEHUI, 0TOOpaxxeHHbIX B (hopmyrnax 1-3, wiu
X cMechlo. B Qopmymax 1-3 n siBisieTcs nelibIM
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yuciiom ot 1 go 10, M sBiseTcs HaTpUeM WU

KajaueMm, a Rl, R> u R} SIBJISIFOTCS  JTMHEHMHOM,
Pa3BETBJIEHHOMN WM LIMKINYECKOU, HACBILLIEHHOM TN
HeHacelmeHHOM Cg-Cyp-anKUIbHON TPYMHIION WK

apwibHOW rpynmnod. IIpm 3TOM HeEMOHOTEHHas
KpUcCTAIUIM3yIolasi qo0aBKa SBJISETCS CIOXKHBIM
3¢upoM copOUTaAHA U IKUPHOM KUCTIOTHI MITH CMECBIO
PA3IUYHBIX CJIOKHBIX 3(DUPOB COPOUTAHA U IKHUPHOM

kucnotel.  I[Ipemmaraemsiii  cmocod  TO3BOJSET

Crp.: 2

noaydaTh D,L.-METUOHMH C BRICOKUMHU 0OBEMHBIMU
mIoTHOCTsIMU. M300peTeHre OTHOCHUTCS TakXke K
croco0y TTOJTyYeHUS D,L-meTnoHnHA c
HCIIOJIb30BaHUEM YKa3aHHOT'O croco0a
kpuctayumzanuu D,L-MeTnonuHa. 2 H. u 20 3.11. -
mel, 1 wit., 3 Tabm., 4 mp.

R'-0-SO;M
R’-0—~(CH,),~SO;M
R*-(OC,H,),-0-SOsM

(dopmyma 1)
(bopmyia 2)
(dbopmyna 3)
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(54) METHOD OF OBTAINING METHIONINE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to a method for
crystallising D, L-methionine from aqueous solutions
and / or suspensions, which contain D, L-methionine
and ammonium salt of D, L-methionine and have Met
content of 70—180 g/kg solution and / or suspension,
preferably 90-150 g/kg solution and / or suspension,

and content of NH," 1-5 g/kg solution and / or

suspension. Method is carried out in the presence of a
crystallising additive, which contains a non-ionic or
anionic surfactant or a mixture of various non-ionic or
anionic surfactants. Temperature of the solution and /

Crp.: 3

or suspension is reduced immediately or gradually from
Ty= 85-110 °C to T,= 30-50 °C such that D, L-
methionine precipitates as a solid. Method is
characterised by that the anionic surfactant used for the
formation of a crystallising additive is one of the
compounds shown in formulae 1-3, or a mixture
thereof. In formulae 1-3, n is an integer from 1 to 10,

M is sodium or potassium, and R! s R?and R> are linear,
cyclic,
group or aryl

saturated or unsaturated

group. Non-ionic

branched or
Cg-Czo-alkyl

crystallising additive is an ester of sorbitan and fatty
acid or a mixture of various esters of sorbitan and fatty
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acid. Invention also relates to a method for producing
D, L-methionine using this method of crystallising D,
L - m e t h i o n i n e
R'-0-SO;M
R’-0—~(CH,),—~SO;M
R’-(0C,Hy),-0-SO;M

(formula - 1)
(formula 2)
(formula 3) ..

Crp.: 4

EFFECT: disclosed method allows to obtain D, L-
methionine with high bulk densities.
22 cl, 1 dwg, 3 tbl, 4 ex
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B nacrosiiem nzo0pereHuy npeaycMaTpuBaioT crnocod BoiaeneHust D,L-meTrnoHuHa ¢
00BEMHBIMHU TJIOTHOCTAMHM > 550 /1 U3 pacTBOPOB, COAEPKAIIUX AMMOHUEBYIO cOIb D,L-
METHOHHUHA.

YPOBEHb TEXHUKU

N3BectHBI criocoObl monyyeHus: D,L-MeTuoHMHA, B KOTOpbIX D,L.-MeTHOHUH BHaUase
IOJIy4aloT B KAY€CTBE METUOHMHATA AMMOHMUSI.

B cootserctBum ¢ US 20050176115 BOaHBINA, aMMOHMIA-coaepxatmii pactsop D,L-
METHOHHMHA I10JIy4aloT OCPEACTBOM PEArMpOBaHUs BOJHBIX PACTBOPOB 2-aMUHO-4-
METUITHOOYTUPOHUTPUIIA YK€ B TPUCYTCTBUM NH3 € UCITOJIb30BaHMEM OMOKATAIM3aTOPOB

c nosayuyeHuem D,L-metnoHuHa. D,L.-METUOHMH 3aTEM OCAXKAAIOT IIYTEM YAAJIEHUS aMMHUAKa
Mpy TOHWKEHHOM aaBJieHuu. [1onyueHHbidt Takum oopa3om D,L-MeTUOHUH UMEET YUCTOTY
99%. O6BeMHas TUIOTHOCTD MOJTy4eHHOTO D,L.-MeTHOHMHA HE YKa3bIBAETCS.

Cxoxum obpaszom B JP 2004-254690, D,L-metrionnH u NH3 00pa3yioTcst NpUBeIEHUEM B

peaxuuio 2-aMMHO-4-MeTUIITUOOYTUPOHUTPUIIA ¢ OMOKaTaIu3aTopoM. PacTBopuMocTh
METHOHHWHA MMOBBIIIAETCS B MPUCYTCTBUM aMMHUAKa, YTO 00JIeTYaeT yaajieHue
Oouokatanuzatopa. TOUHBIE yCIIOBUS BBIIETIEHUS U XapaKTePUCTUKHU ITpoAykTa D,L.-meToHuHA
B JP 2004-254690 He yka3aHBbI.

B DE 60127538 onuceIBatoT crnocod, npu KOTopoM D,L-METMOHMH MOJIy4aroT U3 aMuaa
METUOHMHA MyTEM pEeaKIMU OMBIJICHUSI B IPUCYTCTBUY KaTaiu3aTtopa. B 1aHHOM cityuae
aMMMAK ITOJIHOCTBIO YAAJISIOT U3 MOJIy4aeMOro pacTBOpa METUOHUHATA AMMOHMUS IIyTEM
OTTOHKU U METUOHUH KPUCTAJUIU3YIOT, IPU 3TOM OOBbEMHBIE TNIOTHOCTH IMOJIY4YEHHOTO
METHOHMHA HE YKa3aHBbI.

B WO 2008006977, D,L-METHOHUH MTOTYy4arOT U3 TMAAHTOMHA METUOHMHA ITyTEM OMBLIICHUS
¢ NH; u D,L-metrionuH nony4yarot nyteM BointapuBanus NHz u CO, npy TIOHUKEHHOM

naBjieHnd. OTHOCUTEIILHO XapaKTEPUCTHK MPOYyKTa HUYEro He YKa3aHo.

B WO 2007034065 Taxke OIMCHIBAIOT aMMOHUIHOE OMBLICHHE TMAAHTOMHA METUOHHHA.
AMMUAK yAQIISIIOT U3 METUOHMHATA aMMOHMS B OTTOHOYHOM KOJIOHHE U METUOHUH 3aTEM
OCaXXJIAIOT MyTEeM OXJIAXKICHUS pacTBOpa. XapaKTEePUCTUKU 00pa30BaAHHOTO METHOHHWHA HE
YIOMUHAIOTCS B YKA3aHHOM JIOKYMEHTE.

B DE 10238212 omnuchIBaloT coco0, Mpyu KOTOPOM TMAaHTOUMH METHOHHWHA OMBLISIIOT B
BO/IE IIPU BBICOKMX TEMIIEPATYPaX B IPUCYTCTBUU WK Oe3 kaTanuzaTtopa. NH; u CO, yacTuuHO

YIAJISIIOT Mepe/T KpUcTalM3alyeli ojrydaeMoro MeTHoHnHA. HeT ynmoMuHaHust 00 OCTaTOUHBIX
kommyectBax CO, U aMMHaKa B pacTBOPE, U3 KOTOPOTO OCYIIECTBIISIIOT KPUCTAIUTU3AIIUIO,

TaKKe He MPOSICHSIETCS HIYETO OTHOCUTEILHO OO BEMHOM IJIOTHOCTH MOJIy4a€MOT'O METHOHHUHA.

B WO 2003050071 onuchIBatOT BOJHBIE CMECH CIIOXKHBIX 3(DUPOB MOJUITUIICHTTIUKOIIS U
KUPHBIX KUCIOT C MOIUMDUIIMPOBAHHBIMH IEJITIONIO3aMH, KOTOPBIE ITPUMEHSIOT B KAUECTBE
BCIIOMOTATEIbHBIX CPENCTB MPU KPUCTAIUIU3ALMU METUOHWHA U3 PACTBOPOB METUOHUHATA
KaJIUs, HEUTPAJIM30BAHHBIX JTUOKCUIOM YTIIEPOAA U3 IIETOUYHOIO OMBUICHUS TUAAHTOWHA
METHOHHUHA. B 3TUX KOHKPETHBIX crlocobax B MPUCYTCTBUU OOJIBIIUX KOJIUYECTB KaJus
MOJIy4aroT 0ObEeMHBIE IJIOTHOCTH 10 586 1/11, B 0jJHOM cityuae 620 /11 (¢
TUAPOKCUITUIILIEIUTIONIO3HOM 100aBKoM). B TO e BpeMsi He MPUBOIUTCS TOAPOOHOM
uH(pOpMaLMU 0 KpUcTayum3anuu D,LL.-MeTHOHUHA U3 PACTBOPOB, cojiepkaiux D,L.-MeTHOHUHAT
AMMOHHUS.

PactBopumocTts D,L.-MeTHOHMHA OBbIIIAETCS B TPUCYTCTBUU NH3 (CMOTpHY KpUBbIE

pactBopumoctu u3 JP 2004-254690).
JI71s1 5KOHOMUYIHOTO crtoco0a BeiieneHus: D,L-MeTHOHMHA, CIIeTOBATENBHO, SIBIISIETCS
MPEUMYILECTBOM KaK MOXHO 00Jiee MOJIHOE yIaJIEeHHEe aMMHAaKa C LEIbI0 MAKCUMU3UPOBATh
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KOJIMYECTBO CITIOCOOHOTO KpUCTAIITM30BaThCs D,L-MeTnonunHa. C 3T0i HelTbI0 aMMUAK MOYKHO
YIISATh PSJIOM CITIOCOOOB, U3BECTHBIX U3 JIMTEPATYPbI, TAKUX KaK OTTOHKA, BbIIIApUBAHUE
IIpY MOHWKEHHOM JIaBJICHUU U T. 1.

Llenb HacTOALLIErO U30OPETEHUS

Llenbro HacTOSIIIEr0 U300PETEHMS ABIIIETCS CO3/1aHKe criocoda BbiaeeHus D,L-MeTronuHa,
UCXOJIsl U3 PACTBOPOB, COAEPKALIMX METUOHMHAT AaMMOHMS, B KOTOPBbIX D,L-MeTHOHMH
MOJIy4aIOT ¢ BBICOKUMU OOBEMHBIMU IJIOTHOCTSIMH > 550 T/11.

Onucanue

Hacrosmme necnenoBanus nokasanu, 4to D,L-METHOHNMH IPU KpUCTAIUIM3ALMA U3 BOJHBIX
PAcTBOPOB OOBIYHO MOJYYAIOT C HU3KUMHU OOBEMHBIMU IUTOTHOCTAMMU < 550 1/11. 3amMeTHOrO
YBEJIMYEHHUSI 00bEMHOMN TNIOTHOCTH HEJIb3$ IOCTUTHYTh UCKITIOUUTEILHO T00ABIEHUEM
BCIIOMOTATEIbHbBIX CPEACTB ISl KpUucTalm3auuu. Heoxunaanno 6110 MOKa3aHo, YTO
ocraToyHOe KojimuecTBO NH3 B KoMOMHAaLMK ¢ 100aBICHHBIMU 100aBKaMU ITPUBOIUT K

nojrydeHuto D,L-MeTHOHHHA ¢ 00JIee BBICOKOM 00beMHOM MIIOTHOCTBIO.
[TockombKy B BOIHBIX pacTBOpax, coaepkamux 1 NH; 1 METHOHUH, YCTaHABIUBACTCS

PaBHOBCCUE MEXTY METUOHUHATOM aMMOHHUA C OIHOM CTOPOHBI U aMMHUAKOM C I{perfI

CTOPOHBI, CChIJIIKA HMXKE JIA IIPOCTOTBI OTHOCUTCS TOJIBKO K KOHICHTPpAUAM NH4+,

HE3aBUCUMO OT TOI'O, OTHOCHUTCS 3TO K NH4+ v Kk NHj.

Llenp, ymomsiHyTast BBIIIIE, & TAK)KE IPYyTHE, CBSI3aHHBIE, HO HE YKa3aHHBIE B SIBHOM (hopMe
1EeJIY, TOCTUTal0TCsl 0OecrieueHuEM

crioco6a kpuctaumzamyu D,L-MeTHOHUHA U3 BOJHBIX PACTBOPOB U/WJIM CYCIICH3UIA,
cojepxamux D,L.-METHOHUH U aMMOHUIHYIO coilb D,L-MeTHOHMHA, XapaKTePU3YIOLIUXCS
coaepkanueM Met (BKJTIOUAIOIIMM B ceOsl 0011ee KOJIMUECTBO MeTUOHMHA B opme D,L-
METUOHMHA U AMMOHMIHOM coi D,L.-meTtnonuna) 70-180 r/Kr pacTBopa W/uiu CyClieH3U1
(7-18% mo Becy), npeanouturesibHo 90—-150 r/kr (9-15% 1o Becy),

conepxanns NH, " 1-5 r/kr pactBopa u/vmm cycriersuu (0,1-0,5% 110 Becy),

npeanoyTutesbHo ot 1,5 10 3,0 r/kr (0,15-0,3% 110 Becy), B IPUCYTCTBUY KPUCTAIIIU3YIOLLEH
J100aBKH,

KOTOpas COAEPKUT HEMOHOTEHHOE UJIM AHUOHHOE ITOBEPXHOCTHO-AKTUBHOE CPELICTBO UIIU
CMECh Pa3JIMYHbIX HEMOHOTEHHBIX MJIM AHUOHHBIX TOBEPXHOCTHO-AKTUBHBIX CPEJICTB,

MIpU KOTOPOM TEMIIEPATYPY PACTBOPA W/WIIM CyCIIEH3UM CHUXKAIOT Cpa3y MM MOCTENEHHO
ot nuanasoHa remunepatyp T; = 85-110°C no nnanazona remnepatyp T = 30-50°C Takum

00pa3oM, UTO METUOHHUH OCEHAET B BUE TBEPAOr0 BEIIECTBA U3 PACTBOPA U/WIIU CYCIIEH3HU.

Bonanslii pactBop, conepxaumii D,L.-MmeTHOHMH 1 aMMOHKEBYIO contb D,L-MeTHOHMHA, B
JTAHHOM JOKYMEHTE HY>KHO ITOHUMATh KaK PacTBOP, B KOTOPOM mpeobiiaaaromas J0JIs
o01ero MetuoHrHa (MeT) HaXOAUTCS B paCTBOPEHHOM BUJIE U JIMIIIb HEOOIbIIKE 1011 Met
Makc. 10 5% HaXOHATCS B HEPACTBOPEHHOM BHUJIE, T. €. CYCIIEHAUPOBAHBI.

Boanyro cycnensuro, conepxainyro D,L-meTnonuHn u ammoHueByto coinb D,L.-MeTHOHUHA,
B JAHHOM JIOKYMEHTE HY>KHO IIOHUMATh KaK CYCIIEH3UIO, B KOTOPOM 3HAUUTEIbHAS 101, &
UMEHHO > 5%, 0011ero MprUcyTCTBYIONIETO METUOHHMHA CYCIIEHIUPOBAHA, B TO BpEeMsI Kak
OCTaBIIAsACA JOJIs1 HAXOAUTCSI B PACTBOPEHHOM (popme.

COOTBETCTBEHHO, ONTUMAJIbHAs KOHIeHTpauyst NH, ", MCXO/15 U3 METHOHMHA, COCTABIISET
110 MeHbIle Mepe mpubausutensno 5 r NH, '/ kxr Met u He Goltee ueM MpUOIM3UTENHLHO 60 T

NH4+ /xr Met, B TO BpEMA KaK KOHOCHTPpAUUSA MCTUOHHWHA B PACTBOPC HAXOAUTCS B TUAIIA30HEC
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oT 90 r/kr nmo 150 r/kr.

KOHHCHTpaHI/IIO NH4+ B 3TOM CJIy4aC MOKHO OIIPECACIIATDH, HAITPUMCD, ITYTEM UCITOJIb30BAHUA
NH4+-‘IYBCTBI/ITCJ'II>HOFO QJICKTPOZa, B COOTBETCTBHUU C U3BCCTHBIMU CIIoco0aMu.

Konuenrpauuio NH, " B 3TOM cilydae 0ObIYHO ONpEesIOT MyTeM U3MepeHHs oopasia
pactBopa, npuBeeHHOro K pH 11 1 cpaBHeHueM ¢ uamepenuem pacrBopoB NH,Cl uzBecTHol

KOHUEHTpAlMH, TAK)Ke NpUBeACHHbIX K pH 11.
KoHueHTpanuio METUOHMHA B PACTBOPE W/UJIM B CYCIIEH3UU MPOIIE BCETO OMPEIEIsATh C
nomonsio HPLC.

ITyTeM ONMMCAHHOM KOMOUHALMU MPUCYTCTBUs HOHOB NH, ¥, 106aBIeHNs KpUCTaUTU3YIOIINX

JI00ABOK, PETYJISILIMU TEMIIEPATYPbl KPUCTAIUIM3ALMHI U IPUMEHEHUS CIIOCO0A IO HACTOALLEMY
U300pETEHHUIO MOJIYYalOT KPYITHO3EPHUCThIE KPUCTAIIBI METUOHHUHA, KOTOPBIE MOXHO JIETKO
OT(UIBTPOBATH U KOTOPBIE MOCIIE BBHICYITUBAHUS UMEIOT 0OBEMHYIO TUIOTHOCTD > 550 /1.

B xayecTBe aHMOHHBIX MOBEPXHOCTHO-aKTUBHBIX CPEJICTB MPUTOJHBIMU SIBIISIIOTCS, B
YACTHOCTH, IOBEPXHOCTHO-AKTUBHBIE CPEICTBA, COOTBETCTBYIOIIUE OJHOMY U3 COEIMHEHUN,
0TOOpaXeHHBIX B (popMyax 1-3, UM UX cMecsM:

R'-0-SO3M (dpopmymna 1);

R>-0—(CH,),~SO3M (popmyia 2);

R>-(0-C,H,),-O-SO3M (dopmyia 3);

[JIE N SIBJISIETCS LEIbIM YMCIoM OT 1 10 10, M sBIISIeTCSl HATPUEM WIIM KAJIUEM, A Rl, RZu

R® sBisrorest JIMHEHHOM, Pa3BETBJICHHON WM IMKIIMYECKON HACBIILICHHOMN UIM HEHACBILLIEHHOM
oT Cg- 10 Cy-aJIKWIBHOM I'PYIITION UIIM apUIIbHOM IpyIIion. OTHOCUTEIBHO BBICOKHE

00BEMHBIE INIOTHOCTH OT 564 10 588 KI/J1 OIyYaliv C 3TUMHU TOBEPXHOCTHO-AKTUBHBIMU
CpeACTBaMM, KakK MoKa3aHo B Tabmuie 1, B mpumepe 1, ¢ qobaBkamu 2, 3 u 4.
[Tpennouyrenue OTAAIOT MPUMEHEHUIO TOBEPXHOCTHO-AKTUBHBIX CPEACTB, B KOTOPBIX N

pasen 2, a R!, R? 1 R® SIS0 TCS JIMHEIMHBIME HACBILLICHHBIMH Cg-Cg-aIKUIbHBIMU FPYIIIIAMH,

MMOCKOJIbKY OHU SIBJIIFOTCSI KOMMEPYECKH JIETKOIOCTYITHBIMU U 39(D(PEKTUBHBIMMU.

Ocoboe mpenrnoyTeHre OTAAeTCs IPUMEHEHUIO aHMOHHBIX TOBEPXHOCTHO-aKTUBHBIX
cpeacTts popMyn

ChH2p41-O-SO3Na, rae n = 12-18 (Sulfopon® 1218G, Oleochemicals);

ChHop41-0-CoHy-SO3Na, rae n = 8-18 (Hostapon® SCI 85, Clariant);

ChHopni1-(OCyHy),-O-SO3Na, rae n = 12 (Disponil® FES 27, Cognis).

B npennoytuTeTbHOM BapUaHTe OCYIIECTBIIEHUS TAHHOTO CIIOCO0a MPUMEHSIEMOE
HEMOHOTE€HHOE MOBEPXHOCTHO-AKTUBHOE CPEJICTBO SBIISIETCS CIIOKHBIM 3(DUpOM cOpOUTaHA
Y )KUPHOM KUCTTOTBI UJTM CMECHIO PA3IMYHBIX CIIOKHBIX 3UPOB COPOUTAHA U )KUPHOM KUCTIOTHI,
0COOEHHO MPEANOYTUTETHHO MOTUITOKCHITMPOBAHHBIMH CII0KHBIMH 3(hMpaMu COpOUTAHA U
XKUPHOUN KUCTOTHI. Cl10KHBIE 3PUPHI COPOUTAHA U KUPHOM KUCITOTHI UMEIOT ITPEUMYIIIECTBO,
MOCKOJIbKY OHHU SIBISIIOTCS 9 (EKTUBHBIMU U KOMMEPYECKH JIETKOIOCTYITHBIMU. B Hanboree
MPEANOYTUTEIILHOM BApPUAHTE OCYIIECTBIEHUSI HEMOHOT€HHBIM MOBEPXHOCTHO-AKTUBHBIM

CPEACTBOM SIBJISIETCS MMOJIMATOKCUIIMPOBAHHBINM COPOUTAH TpUCTeapaT, COrjaacHo hopmyJie
4.
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C noMoIIbI0 TAHHBIX TOBEPXHOCTHO-AKTUBHBIX CPEJICTB MOJTyYalId OTHOCUTEILHO BHICOKYIO
00BEMHYIO IJIOTHOCTD 578 KI/JI, KaKk ITOKa3aHo B MpuMepe 3.

Konuentpanus kpuctam3yoonei 100aBku (Ha OCHOBE aKTUBHOTO UHTPE/IUEHTA) B
pacTBOPE U/WUJTH CYCIIEH3UU, U3 KOTOPBIX OCYHIECTBIISIOT KPUCTAIIIM3AIMIO, COCTABIISET
MPEANOYTUTENIBHO IO MeHbIel Mepe oT 700 ppm 10 He 6osee 4000 ppm, UCXOAs U3 OOIIIEH
MacCChl PACTBOPA W/WIIK CYCIIEH3UH, OCOOEHHO MPEAIOUYTUTENBHO MO MeHbIIeH Mepe oT 750
ppm 110 He 60oitee 2000 ppm, Hanboiee 0COOEHHO MPEANOUYTUTETBLHO 110 MEHbIIIEH MEpe OT
800 ppm 10 He 60see 1000 ppm. ITO 0bOecnieunBaeT Xopoliee pa3BuTe 3hdekTa 100aBKU
0€3 BOBJICUEHHSI CIIMIIKOM MHOTHUX ITOCTOPOHHHUX MAaTEPUAJIOB B PACTBOP MPOIYKTA.

J171st TOro, 4TOOBI JOCTUTHYTh ONTUMAJIBHOTO JJO3UPOBAHUS U PACIPEACIICHUS
KPHUCTAUTM3YIOIIEH J0OaBKH MOCIIEAHIOI OOBIYHO IMTPUMEHSIOT B (h)OpMe BOJTHOTO pacTBopa
WX SMYJIBCUH, TJIe KOHLIEHTpALUsI KPUCTAIUIM3YIOIIEeH 100aBKU B PACTBOPE UIIU SMYJILCUU
COCTaBJISECT MPEANOYTUTEIILHO OT 2 10 15% 1o Becy.

B npeanouTuTennbHOM BapraHTe OCYIIECTBIEHUS criocoba Mo TaHHOMY U300PETEHUIO
PACTBOP, U3 KOTOPOTO OCYIIECTBIISIOT KPUCTAIUIM3ALMIO, TOTIOJTHUTEIBHO COJIEPKUT
MIPOTUBOBCIIEHUBATEIb. HazHaueHue MpOoTUBOBCIIEHUBATEIS — [TOAABIISATH MIEHY, BO3HUKAIOITYIO
BO BpeMsi 00pabOTKU pacTBOpa /WK CYyCIIEH3UM METUOHUHA U BBI3BAHHYIO WU
WHTEHCU(UIMPOBAHHYIO HEKOTOPBIMH U3 KPUCTAINTU3YIOIMNX JOOABOK, YITOMSHYTBIX BBIIIIE.
bonee Toro, HEOkMIAHHO TPU OAHOBPEMEHHOM ITPMMEHEHUU IIPOTUBOBCIIEHUBATEIIS U
KPUCTAJUIU3YIOIIMX T00ABOK B ClIy4ae JOCTUXKEHUS OOBEMHBIX IIIOTHOCTEN METUOHUHA
BO3HUKAET CUHEPTrUYecKuil 3p(PexT, B CUITy Uero TOCTUrAIOT OOBEMHBIX IIJIOTHOCTEN Taxke
6osiee 600 T/11 1 OTHOBPEMEHHO U30ETal0T HETATUBHBIX 3(PPEKTOB MPOIECCOB HACHIIIIEHUS
U, TAKUM 00pa30oM, CIIOCcO0 MO HACTOSIIEMY U300PETEHUIO MOKHO TAK)Ke OCYIIECTBIISATh B
HEIMPEPBIBHOM peKUME. ITO 0OCOOCHHO OUEBU/IHO MPU CPABHEHUU IKCIIEPUMEHTOB 2, 3 U 4
(6e3 moOaBeHUs MPOTUBOBCIIEHUBATEIS -> O0BEMHBIE INIOTHOCTU 564-588 KI/1) C
akcniepuMenTaMi 8, 9 1 10 (c ob6aBIEHUEM TPOTUBOBCIICHUBATEINS -> 00 BEMHBIE TITIOTHOCTH
630-634 xr/m) cooTBeTCTBEHHO B Tabnuue 1 mpumepa 1. Kpome Toro, aToT BapuaHT
OCYIIIECTBJICHUS MTO3BOJISIET IPUMEHSTH MEHbIIIEe KOJUYECTBO KPUCTAIUIM3YIONIEH JOOaBKH.

[Tpennourenue OTAAIOT MPUMEHEHUIO TPOTUBOBCIIEHUBATENIEH, COAEPKAIUX CUIIMKOHOBOE
MacJy0, MMOCKOJIbKY OBIIIO JOKA3aHO, UYTO OHO 0COOEHHO 3(D(PEeKTUBHO, TPH 3TOM
MPEAIIOYTUTEIFHO UCTIONB3YIOT CUIMKOHOBOE MACIIO, UMerollee KoahuimeHT

KHHEMATHYECKO# BsI3KOoCTH oT 0,65 10 10000 MM2/c (u3MepeHHbIH 1pu 25°C B COOTBETCTBUU

¢ DIN 53018), ocobenno npeamnouruterbHo ot 90 10 1500 MmZ/c. IIpoTuBOBCHIEHHBATEND
MOYKET JOTIOJTHUTEIIBHO COJIEPKATh KOMIIOHEHTHI, KOTOPbIe 3P (EKTUBHEI B KAUECTBE
3MYJIbraTOPOB, HAITPUMEDP, CMECH IMOJIMITOKCUIIMPOBAHHBIX JKUPHBIX KUCIIOT U
MOJIMATOKCUIIMPOBAHHBIX KUPHBIX COUPTOB. [IpOTUBOBCIIEHUBATENIH MOXKET MO I00HBIM
00pa3oM coJiepKaTh KPEMHUEBYIO KUCIOTY. B MpeAnoYTUTEIbHOM BapraHTe OCYIIIECTBICHUS

Crp.: 8



10

5

20

25

30

35

40

45

RU 2679309 C2

IIPOTUBOBCIICHUBATENIb ABJISIETCS BOJHBIM PACTBOPOM, cojiepkaiuM oT S5 10 10% no Becy
CUIIMKOHOBOTO Macna, oT 0,05 10 1% no Becy KpeMHUEBOM KUCIIOTHL, OT 0,5 10 5% 1o Becy
CMECH NOJIUITOKCUIIMPOBAHHBIX )KUPHBIX KUCIOT U OT 2 10 7% 1O BECy CMecu
MOJIM3TOKCUIIMPOBAHHBIX )KUPHBIX CIIUPTOB.

[Tpeanourenue oTIAI0T MPUMEHEHUIO TPOTUBOBCIIEHUBATENISI B CMECH C KPUCTAJIU3YIOIICH
nobaskoit. {5 Toro, 4ToObl JOCTUYH HEMTPEPHIBHOT'O CTAOMIIBHOTO I03UPOBAHUS
MPOTUBOBCIIEHUBATEJIS, €r0 MPEANOUTUTEILHO JTOTMOJHUTEILHO pa30aBIsSIOT BOIOM mepe
MIPUMEHEHUEM.

[TprmeHeHre MPOTUBOBCIIEHUBATEIIEH HA OCHOBE CWJIMKOHOBOT'O Maciia O3HAYAET, YTO
KPEMHUI MOKHO OOHAPYKUTh B METUOHUHE, TOJIyYEHHOM CIIOCOOOM COTJIACHO HACTOSIIEMY
NU300pETEeHHUIO IMPU TPUMEHEHUH ITPUEMIIEMOT0 AHAJIMTUYECKOTO criocoba (Harpumep,
PEHTTeHOBCKas (DOTOINEKTPOHHASI CIIEKTPOCKOIHS, COKpaIeHHO XPS).

[Tpenmourenue OTAAIOT TPUMEHEHUIO TPOTUBOBCIIEHUBATENISI B CIIOCOOE COTIIACHO
HACTOSIIIEMY U300PETEHUIO TAK, YTOOBI BECOBOE OTHOIIEHHUE TPOTUBOBCIIEHUBATEh:KPUCTA
JUIM3ytomas 100aBka (Ha OCHOBE aKTUBHOT'O UHTPEAUEHTA) B PACTBOPE WIIM CYCIIEH3UU, U3
KOTOPBIX OCYIIECTBIISIIOT KPUCTAJUIM3ALMIO, HAXOAUTCS B auaraszone ot 4:1 go 1:1,
MPEANOYTUTENIBHO B AMana3oHe oT 3:1 10 2:1 ¥ KOHUEHTpalMs KpUCTAIUIU3YIoNIel J0OaBKU
(Ha OCHOBE aKTUBHOI'O MHI'PEIMEHTA) B 3TOM CJIydae COCTABIIAET IO MEeHbIIeH Mepe oT 50
ppm g0 He 6osee 1200 ppm, ucxoas u3 oOIiel MacChl pacTBOPA U/UJTK CYCIIEH3MH,
npeanoyTuTebHo oT 100 ppm g0 600 ppm, ocodeHHo npeanouTuTesbHo ot 200 ppm 10 400
ppm. Beicokue 00beMHbIe TNIOTHOCTH D,L.-MeTHOHMHA 3HauMTeNnbHO Bbile 600 1/,
JIOCTUTaE€MBbIE B 3TOM CJIydae, MOKHO BUIETh 0COOeHHO 3((EeKTUBHO B mpumMepe 4/Tadiuie
3.

Cnioco6 corinacHoO HACTOSIIEMY U300PETEHHUIO B 3TOM CJIy4yae MPeaIOYTUTETbHO
OCYIIIECTBJISITh TAKUM 00PA30M, YTOOBI KPUCTAITU3ALMS IIPOXOIMIIA TTyTEM BBEJIEHUSI BOJTHOTO
pacTBOpa W/viy cycneHs3um, HarpeTbix 10 85-110°C, conepxamux D,L-MeTUOHUH U
aMMOHHUEBYIO cOJib D,LL.-METUOHMHA, B BOJIHBINA PACTBOP W/WJIA CYCIIEH3HUIO, HArpeThie 10 30-
50°C, comepxamue D,L.-METHOHMH ¥ aMMOHHUEBYIO COJIb D,L.-MeTHOHMHA, ITPH ITOM
TEMIIEpATYPY MOJIYyUYAEMON CMECU ITIOCTOSHHO MOAAEP)KUBAIOT Ha ypoBHE OT 30 10 50°C.

Oco0eHHOoe MpernoYTeH!e OTIAIOT B 3TOM CIIydae BBEIEHHUIO BOJHOTO PACTBOPA, HATPETOTO
110 85-110°C, conepxkaiero D,L.-METHOHUH U aMMOHUEBYIO cOJib D,L.-MeTHOHHHA, B BOJHYIO
CyCIIeH3H10, HarpeTyro 10 30-50°C, coaepxkaiyro D,L-METHOHMH U aMMOHMEBYIO cOJib D,L-
MeTroHuHA. [IperuMyIecTBO 3TOro 3aKIIF0YAETCS B TOM, YTO TAKUM 00pa30oM MOIydaroT
KpUCTaJUIbl, KOTOPbIE MOKHO 0COOEHHO 3(()HEKTUBHO OTPUIBTPOBHIBATD.

JIOTIOJTHUTEIbHBIN TTPEANIOYTUTENIbHBIN BAPUAHT OCYIIIECTBIIEHUS JAHHOTO CITOco0a
XapaKTEPU3YETCS TEM, UTO KPUCTAIIM3ALMUIO OCYIIECTBIISIIOT B IBE CTA/IUH, IIPU 3TOM Ha
IIEPBOM CTAJIMUA KPUCTAJUIU3ALMUA PACTBOP U/UIIU CYCIIEH3HUIO, HarpeTsbie 10 85-110°C,
conepxamme D,L.-METUOHUH U aMMOHUEBYIO COb D,L.-METUOHUHA, BBOJSAT B CYCIIEH3HIO,
Harpetyto 10 60-80°C, conepxaiyto D,L.-MeTUOHMH U aMMOHUEBYIO COJIb D,L.-MeTHOHMHA,
Y TEMIIEPATYPY IOJIy4a€MON CMECH ITOCTOSTHHO MOAAEP)KUBAIOT Ha YpoBHE OT 60 10 80°C, n
IIPU 3TOM CYCIIEH3UI0, HarpeTyto 10 60-80°C, comepxkainyro D,L-METUOHUH 1 aMMOHUEBYIO
coiib D,L-MeTHOHMHA, ITOJIyYEHHYIO HA IEPBOM CTaAMM KPUCTAJUIM3ALMUUA, BBOAAT HA BTOPOW
CTaJIMY KPUCTAJUIM3ALUKU B CyCIEH3UI0, HArpeTyto 10 30-50°C, conepxaiyto D,L.-MeTHOHUH
Y aMMOHHEBYIO coJib D,L.-MeTHOHMHA, TPY 3TOM TEMIIEPATYPY HOIy4aEMOM CMECU ITOCTOSTHHO
noaaepxkuBaroT Ha ypoBHe OoT 30 1o 50°C. B 3ToM cityuae 1oro npuMecen B
KPUCTAIUIM3AUUMOHHOM cpefie MOKHO 0CO0eHHO 3(h(EKTUBHO KOHTPOJIUPOBATH WIM MOKHO
YMEHBIIIATh BBIJICIICHUEM Ha TIPUEMIIEMOM 3Tarie 0e3 0cabIeHus TOJI0KUTETbHOTO 3 dekTa
00BbEeMHOM MIIOTHOCTH BhIIIE 550 T/71.
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J1OTIOTHUTEIbHBIN TPEANOUYTUTENbHBINM BAPUAHT OCYIIIECTBIIEHHUS CITIOCO0A COTTIACHO
HACTOSIIIEMY U300PETEHUIO XapaAKTEPU3YETCSI TEM, YTO KPUCTAIIIUZALUIO OCYIIECTBIISIIOT
IIyTEM BaKyyMHOW KPUCTAJUIU3ALMH, IIPY ITOM JIABJICHHUE HA IIEPBOM CTAIMU KPUCTAIUIN3ALUU
coctasisieT oT 60 1o 1000 mMbap u, eciiv KpUCTAIIM3ALUIO OCYIIECTBIISIOT B IBE CTA/IWH,
JIaBJICHUE HAa BTOPOM CTAIMM KpUCTAJUIM3AUMU cocTaBisieT oT 35 10 200 m6ap. B atom ciyuae
IIPEUMYLIECTBOM SIBJISIETCS TO, UTO 3aJI€MCTBOBAHHBIEC [IOBEPXHOCTHU SIBIISIFOTCSI MEHEE
XOJIOJTHBIMHU. XOJIOJTHBIE TOBEPXHOCTU MOTYT IMPUBECTU K HEXKEIATEIILHOMY JIOKATbHOMY
KOMKOBAHMIO.

Boanble pacTBOpbI W/WIK CyCIIeH3UH, coaepsxkaiue D,L.-METHOHUH U aMMOHHUEBBIE COJIU
D,L-MeTHOHMHA, TPUMEHSIEMBIE [IJIs1 CTOCO0a KPUCTAIUIU3ALMU COTJIACHO HACTOSIIEMY
U300PETEHUIO, MOTYT OBITh MOJIYYEHBI TPEABAPUTEIIBHO PACTBOPEHUEM U/UITH
cycneHaupoBanreMm D,L.-MeTHOHMHA B BOAE B MPUCYTCTBUM COOTBETCTBYIOIIMUX KOJIUYECTB
aMMHuaka. MeTUOHHUH MOKET MTPOUCXOAUTH U3 JII0OOT0 MTPOU3BOACTBEHHOI'O IIpoliecca, YTo
Mpe/nojiaraeT MOBCEMECTHO MTPUMEHUMBIH CI1OCO0.

Kaxk gokazano, B 3ToM citydyae OyAeT NpearnouTUTeIbHbIM TO, YTO D,L.-MeTHOHuH,
XapaKTEPUSYIOLIUICS CONEP)KAHUEM METUOHMHA 110 MeHbIer Mepe 90% 1o Becy,
MPEANOUYTUTEIBHO MO MEHbIIENH Mepe 95% 110 BeCy, MPUMEHSIOT [IJIs1 PACTBOPEHHS.

Oco0eHHO TTPpUEMIIEMBIM JIJIsI 3TOM 1enHu siBisieTcs: D,L-MeTuoHUH B (popme YUCTOTO
METHUOHUHA U/UJIM HeOOpaOOTAHHOTO METMOHWHA U3 JTI000T0 MPOU3BOICTBEHHOTO ITpoliecca,
XapaKTEePU3YIOLIUNCI OCTATOUYHOM BIIAXKHOCTHIO OT 0,1 10 9,5% 1o Becy, NpeAnOYTUTEITBHO
ot 0,2 10 4,5% no Becy. [IpuMeHeHre YUCTOTO UM HEOOPaOOTAHHOTO METUOHMHA TAKOTO
Ka4yecTBa, YTO OH €Il COJICP)KUT BJIary rnocie GpuibTpauuu B MPOMBIILIEHHOM CIIoco0e
nojyueHus D,L-MeTHOHMHA, SIBJIIETCS MIPEAIIOYTUTEILHBIM, TTIOCKOJIBKY TAKUM 00pa3om
HETMOCPEICTBEHHO B KOHIIE ITPOLECCA MOCIIE BBICYIIIMBAHUS MOKHO NOJy4aTh D,L.-MeTHOHUH
¢ TpeOyeMbIMU CBOMCTBAMM, B YACTHOCTH OO BEMHOI TIIOTHOCTHIO 550 Kr/71.

Crioco0 corjaacHo HACTOSIIEMY U300PETEHUIO SIBIISIETCSI TAK)KE OCOOEHHO MTPUEMIIEMBIM
JUIS BbIAEEHUS D,L-MEeTHOHMHA U3 BOJHBIX pAaCTBOPOB U/WJIU CYCIIEH3UH, coaepxammx D,L-
METUOHUH U aMMOHUEBBIE coJid D,L.-MeTHOHMHA, KOTOPbIE ObLIM MTOJTYUYEHbI ITyTEM T'HAPOIN3a
Hutpuia D,L-meTnonuna w/unu amuaa D,LL.-MeTHOHMHA, a UMEHHO 0€3 MPUMEHEHUS
cosieoOpa3yIomuX KUCIOTHBIX WIM OCHOBHBIX OMBUISIONIMX cpeacTB (Takux kak HCI, H,SOy4

WJIA TUAPOKCUIBI IIETTOYHBIX MeTAIOB, Takue Kak NaOH v KOH), OTIIMYHBIX OT aMMHUakKa.
Takue Hecoie00pa3yroIIMe OMBUISIIONINE CPEICTBA UIIU OMBUISIONINE KATaIU3aTOPbI, TAKUE,
kak TiO, unm MnO,, U3BECTHBI B COOTBETCTBYIOIIIEH TATEHTHOM JIUTEpAType U, MOJ00HO

aMMMaKy B KA4ECTBE OMBUISIIOIIETO CPEJICTBA MTPU OMbLUIEHUU HUTpUiIa D,L-MeTnonuna wu/
i amuaa D,L-MeTHOHMHA, HEMOCPEICTBEHHO MMPUBOJST K ITOJIYYEHHUIO BOAHBIX PACTBOPOB
W/WIM cycnieH3ui, coaepxkammx D,L.-METUOHUH 1 aMMOHUEBBIE coJi D,L.-MeTUOHMHA, U3
KOTOPBIX MOKHO M0Ay4aTh D,L.-METMOHUH MyTEM KPUCTAJUIU3ALUU CIIOCOOOM COTJIACHO
HacTosIIeMy n300peTeHuro. Takue BOIHbIE pACTBOPHI W/UWIIK CyCTIEH3UU, TAKUM 00Pa3oM,

MMPAKTUYECKU HE COIEPIKAT MOHOB MIEJIOUYHBIX METAJIOB, TAKUX KAK MOHBI Na* wm K*.
CrnenoBaTenbHO, TOMOJHUTETBHBIM OOBEKTOM HACTOSIIETO U300PETEHUS SIBIISIETCS
criocob moryuenus D,L-MeTHOHMHA, ITIPX KOTOPOM BOJHBINA PACTBOP aMMOHHMEBOM COJIM

D,L-MeTHOHMHA U3HAYAIBbHO 00pa3yroT MyTeM r'uaposn3a HuTpuia D,L-MeTHOHMHA W/Hu

amuna D,L-MeTHOHMHA, U BOJHBINM paCTBOP U/WIIM CYCIIEH3UIO0, cofepxkaiue D,L-MeTHOHUH

¥ aMMOHUEBYIO COJIb D,L.-METUOHUHA, TTOJIy4alOT U3 HETO IIYTEM YACTUUHOTO yIAJIEHUS
aMMMaKa, KOTOPBII MPUCYTCTBYET B CBA3AaHHOM BHUJE B KAYECTBE MOHA AMMOHHUS, U3
aMMOHHUEBOM colii D,LL.-MeTHOHMHA, U3 KOTOPBIX 3aTeM IoaydaroT D,L.-MeTMOHUH CITOCOOOM

KPUCTAJUTU3ALUU COTJIACHO HACTOSIIEMY U300PETEHUIO.
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B criocobe corinacHo HacTosIIEMY M300PETEHUIO TIEPBUYHO 00pa30BaHHBINA PACTBOP
METHOHHWHATA aMMOHHUS, CIIEOBATEIIbHO, BHAYAJIE ITOJIBEPratoT 0OETHEHUIO B OTHOIIICHUH
aMMuaka. CriocoOBblI JIst 3TOM eI U3BECTHBI: 3TOTO MOYHO JIOCTUTHYTh, HATIPUMED,
HarpeBaHUEM TPU TOHWKEHHOM JIaBJIEHUU UM OTTOHKOM C ITAPOM.

COOTBETCTBEHHO, CIIOCOO COTIIACHO HACTOSIIEMY NU300pETEHHIO 1S TTosrydeHus D,L-
METHOHHWHA MPENOYTUTETFHO OCYIIECTBIISIOT TAKUM 00pa3oM, YTO BOJIHBIN pacTBOP

aMMOHUEBOM coJii D,L.-MeTHOHMHA JOBOJAT 10 COJICPKAHUS NH4+ 1-5 r/kr pacTBopa u/uim

CYCIIEH3HUH, TPeANOYTUTENBHO 1,5-3,0 I/KT, MyTeM BbIITApPUBAHUS W/ OTTOHKHA aMMHUaKa
J10 KPUCTAJIA3AIMH, HAITPUMED, ITYTEM HATPEBAHUS ITPU TOHWKEHHOM JABJICHUU UJIHU OTTOHKHU
C [apoM.

Tem He MeHee, TpU 3TOM KOHIIEHTpAIMsi aMMOHHUSI B COOTBETCTBUM C HACTOSIIIIUM
M300pETEHNEM YMEHBIIAETCS TOIBKO A0 3HAUECHUMN, HAXOSAIIUXCS B TMANAa30HE OT
NpUOIN3UTENBHO S 70 mpubiusutenbHo 60 T NHi/kr metuonuna. B atom ciiyuae 6yaet

MIPEUMYIIIECTBOM BBIOPATH 1OCTATOYHO BBICOKYIO TeMIEpaTypy, 4Toosl D,LL.-METHOHUH He
BBIITAJAJI B OCAJOK y>KE€ BO BpeMs yIAJICHUS] aMMHAKa, 4 OCTABAJICS B pacTBope. I opsaunii
pPacTBOP METMOHUHA MTPEINOUYTUTEIFHO OBICTPO OXJIAKIAIOT IyTEM MTOJAYM B ITPEABAPUTEITHHO
3arpy’keHHY10, 00JIee XOJOIHYIO CYCIIEH3UI0 METUOHUHA, TAKUM 00Pa30M CO3JAI0T
M30BITOYHYIO KOHIIEHTpaIMIO pacTBOpeHHOro D,L-meTnonrHa u D,L.-MeTHOHUH BbITIA1a€T B
0CaJ0K U3 pacTBOpa.

[Tpouenypy Takke MOXHO IPOBOJAUTH TAKUM 00Pa30M, UTO BOJHBIN PACTBOP U/UITU
cycrieH3uto D,L-MeTnoHrMHa W/uim aMMOHUEBOM coiid D,L.-MeETHOHHMHA TOBOSAT J10
COOTBETCTBYIOLIETO cojepxkanust Met 70-180 r/kr pactBopa, mpearnouTuresibHo 90-150 r/kr
pacTBopa, myTeM 100aBIeHUs BOAbI W/uiu D,L-MeTHOHUHA, YTO MPEANOoIaraeT U3MEHsIeMbIH
Y TMOKUI B MPUMEHEHHH CIIOCO0.

Bemasmmii B ocagok D,LL.-METMOHHUH NPEANOYTUTEIILHO OTACIISIIOT OT MOJIy4aeMOro
MaTOYHOTO PACTBOPA U BBICYLIMBAIOT UJIM U3HAYAJILHO NIEPEKPUCTAIIU3OBBIBAIOT U
BBICYIIIMBAIOT IIOCIIE OTAEIEHUS] OT MATOYHOTO PACTBOPA, IOJIYYEHHOTO B 3TOM Cllyyae,
BCJIEZICTBHME 3TOTO MOCJIE BBICYIIMBAHUS HAKOHEI MOIy4aroT D,L-METUOHUH CO CTENEHBIO
YUCTOTBI ITO MEHbIIIeH Mepe 99% 1o Becy 1 00BeMHOM IJIOTHOCTHIO O MeHbIied Mepe 550 1/
I

[Tosy4yeHHBIH pU ITOM MATOYHBIN pACTBOP MPEANOYTUTEIHHO TOAAI0T OOPATHO HA
CTAJIMIO KPUCTAUIM3ALUU, YTO IIPUBOJIUT K MUHUMU3ALUUU TOTEPh METUOHUHA.

Crnioco0 MOYXHO OCYIIIECTBIISATh KaK HEMPEPHIBHO, TAK U NMIEPUOTUUYECKHU.

Ha ¢ur. 1 mokaszaHo B Bujie mpuMepa U CXeMbl HEMTPEPBIBHYIO ITPOLIENYPY CIIOCO0a COTIIACHO
HACTOSIIEMY U300 PETeHHIO. PACTBOp METUOHMHATA AMMOHMSI BHAYaJIe MOIAI0T B IPUEMIIEMOE
YCTPOMCTBO A /IJIs1 yMEHBIIIEHUS] KOHLIEHTpauu amMmmMuaka. OObIYHO 3TO BbIMapHAS CUCTEMA,
HaIpuMep, CoAeprKallas BeITAPHOM armnapar ¢ maJarollei INIEHKON WU HUPKYIISIMUOHHBII
BbImapHou anmapart. [Ipu aTom ycnoBust BBIOMpaIOT Tak, 4To KojauuectBo NHz ot 1 1o 5 1/

KT pacTBOpA W/WIIM CYCIIEH3UU IIPUCYTCTBYET B IOTOKE MPOAYKTA, B TO BPEMS KAK
KOHLEHTpauust Met HaxoauTcs B auana3oHne 70-180 r/kr pacTtBopa W/WiIK CyCIIEH3UH,
npeamnoutuTebHo 90-150 r/kr. Kpuctammsupyinyo 106aBKy COIIaCHO HACTOSIIEMY
U300 PETEHHIO, HE00S3aTEeTbHO COACPKAIITYIO IPOTUBOBCIIEHUBATEh, HEMTPEPHIBHO JOOABIISIIOT
K 3TOMY OTOKY MPOJYKTa. TeMnepaTypa pacTBopa W/ WK CyClieH3uu, coaepxatien D,L-
METUOHUH W/WJIM AMMOHHUEBYIO COJIb D,L.-MeTHOHMHA, COCTABIISIET MTPEAIIOUYTUTEIIBHO OT 90
1o 100°C. Jannbli pactBop Met u/vmnu cycrnieH3uro MOxxHO HarpeBathb 10 100-110°C, ecnu
TpebdyeTcsi, MOCPEICTBOM OJTHOTO UM O0Jjiee TEMI00OMEHHHUKOB B, U 3aTéM MOXHO
MPEANOYTUTEIFHO OBICTPO OXJIAXAATh B TEUSHUE OJTHOM WM O0JIee CTaul 10 TeMIIepaTyp
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30-50°C B mpueMJIEMOM KPUCTATIIM3ALMOHHOM ycTporcTBe C, rae kpucramuzyerces D,L-
MetroHuH. Eciu Tpedyercs, cycnensuto D,L.-MeTHOHMHA MOKHO 10/1aBATh B TPOMEXKYTOUHbIN
cocya D, 1i1st Toro 4To0bI 00ecneunTsb nocieaytoiee ocaxaenue D,L-metnonnna. Hakoner,
D,L-MeTHOHMH BBIAEIAIOT HA IpUeMIIEMOM cTaauu E oTaesieHrs TBEPIOTrO BELIECTBA U
YKUJIKOCTH, KaK, Halmpumep, GUIbTpalysi Ui IeHTprUdyTupoBaHue, IIe MOJTyYeHHbIN (PUIBTPAT
MOJKHO T10JIaBaTh 0OPATHO, €CITU TPEOYeTCs, C 3arpy30UYHBIM MAaTEPUATIOM B YCTPOWCTBO A.
DTO MOXKET BECTH K 0OOTAIICHUIO 100aBKAMM COIJIACHO HACTOSIIEMY U300pETEHUIO.

Crenyronye npyuMepsl MpeIHa3HAYEHBI 17151 WUTIOCTPUPOBAHUS U300PETEHUS B
MOJIPOOHOCTSIX, HO HE €r0 OTrPAHUYEHUS.

[Tpumepsbr

ITpumep 1. ITogbop aHUOHHOM MTOBEPXHOCTHO-AKTUBHOM JOOABKU

40 1 D,L-meTnonuHa 1 360 T BOABI 3arpy>Kajiv B KOJIOY U 00eCTIeYMBAIIN HUPKYJISLHUIO
yepe3 TeIIO0OOMEHHMK ITyTeM MpokauruBaHus nmpu Temiiepatype 40°C. K naHHOM CycIlieH3un
JI00aBIIsIIM cO CKOpOCThIO 18 Mit/MuH. pactBop 125 1 D,L-meTtnonuna B 1125 r Bojbl,
Harpetsid 10 90°C, ipyu 3TOM HOAAEPKUBAIIM TEMIIEPATYPY 3arpyKEHHOM cycrieH3uu 40°C.
ITocne nobasnenust 650 M1 ropstuero pactsopa, yaaiasid S00 MII CyCHeH3UU U 3aTeM
JIOTIOJTHUTEIBbHO 1006aBsiiim 500 MJI ropsiuero pacTBopa co CKOpPOCTbio 18 MJI/MUH.
ITonyyaemyto CyCIeH3UIO CJIMBAJIM, KOJIMUECTBO MEHbI ONMpeAeIsyid B M U D,LL.-MeTHOHUH
OT(MUIBTPOBBIBAIIN U ITPOMBIBaJIM ¢ ToMoIbio 300 mut aneToHa. I[Tocre BeicymuBanus D,L-
METHOHHWHA OTPEIENSIM O0bEMHYIO IIJIOTHOCTD.

s sxcriepumeHTOB ¢ NH3 TpeOyeMyto KOHLEHTPALMIO PACCUMTHIBAIIM KAK KOHIEHTPALUIO

NH4+ N KOPPEKTUPOBAINU KAK B UICXOAHBIX pAaCTBOpPAX, TaK U B UICXOJHBIX CYCIICH3UAX.

JIOTIOJIHUTENTPHO, KOJIMYECTBO METUOHUHA YBEIIMUMBAJIA KOJIMYECTBOM, 3KBUMOJISIPHBIM
KOJIMUEeCTBY 100aBieHHOro NHs.

DKCIEPUMEHTHI 110 KPUCTAIIU3AIUY OCYIIECTBIISUIN B IPUCYTCTBUM CIIEIYIOIIMX T100aBOK,
I7Ie YKa3aHHYI0 KOHIEHTPALUI0 KOPPEKTUPOBAIIN T0OABIIEHHEM T00ABKH KaK B UCXOJTHBIC
PACTBOPBI, TAK U B UCXOIHBIE CYCIICH3MH.

JloGaBka 1

Boanyio cMmech, comepkaliyio 6,9% 1o Becy CHIMKOHOBOTO Macja ¢ KO3(hGUIHEHTOM

KHHeMaThuuecko Bsa3koctu 1000 MMZ/C (AK 1000, Wacker-Chemie GmbH), 0,27% nio Becy
rUapoGoOU3NPOBAHHOMN KpeMHHEBOM KUCITOTHI (Sipernat D10, Evonik Degussa GmbH) u 17,9%
10 BECY CMECH ITOJIMITOKCUIIMPOBAHHBIX KUPHBIX KUCIIOT (Intrasol® FS 18/90/7, Ashland
Deutschland GmbH), mpuMeHsuUIM B Ka4eCTBE YUCTOrO MPpOTUBOBCIieHUMBaTeNs 1 (1obaBka 1,
CPaBHUTEIIbHBIN TPUMED).

[TpumeHsieMble YUCThIE KPUCTATIIU3YIONTUE TOOABKY MPECTABIISIIN COOOM CIIeAYIOIIHe
AHUOHHBIE TOBEPXHOCTHO-AKTUBHbBIE CPE/ICTBA:

nob6aska 2) C,Hy,,1-O-SO3Na, rae n = 12-18 (Sulfopon® 1218G, Oleochemicals);

no6aska 3) C,Hy,,1-O-CoH4-SO3Na, rae n = 8-18 (Hostapon® SCI 85, Clariant);

nob6aska 4) C,Hy,,.1-(OCyHy),-O-SO5Na, rae n = 12 (Disponil® FES 27, Cognis);

CpaBHUTENIbHBIN TpuMep, 1o06aska 5) C Hyp,1-(OC,Hy)12-O-SO3Na, riae n = 12 (Disponil®
FES 993, Cognis);

CpaBHUTENBbHBIN TpuMep, nodaBka 6) C Hy,,1-(OC,Hy)30-O-SO3Na, rae n = 12 (Disponil®
FES 77, Cognis).

J17151 KOMOMHUPOBAHMSI KPUCTAIUIM3YIOIIUX JOOABOK C MPOTUBOBCIIEHUBATENIEM TPUMEHSUTU
BOJIHYIO CMECh 7, cojieprKaiyio 6,1% 1mo Becy CUJIMKOHOBOT'O Macja ¢ Ko3(ppuiuueHToM
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KHHeMaThuuecko Bsa3koctu 1000 MMZ/C (AK 1000, Wacker Chemie GmbH), 0,25% 1o Becy
ruapogoou3npoBaHHON KpeMHHeBOM KUCTOTHI (Sipernat D10, Evonik Degussa GmbH), 2,6%
10 BECY CMECH ITOJIMAITOKCUIIMPOBAHHBIX KUPHBIX KUCIIOT (Intrasol® FS 18/90/7, Ashland
Deutschland GmbH), 3,7% 110 Becy cMecu MOJIM3TOKCUITMPOBAHHBIX KUPHBIX CIIMPTOB (2,35%
o Becy Marlipal®, Sasol Germany GmbH, 1,35% 1o Becy Brij C2, Croda Chemicals Europe),
B BOJI€ (COOTBETCTBYET 12,65% 10 BECy aKTUBHOTO UHT'PEAUEHTA).

B xax oM cityyae cMech MpUMEHSUIH € 5,1% 110 BECy COOTBETCTBYIOIIEH KPUCTAIUIU3YIOIICH
n00aBkH (2, 3 unu 4) B Bojie (COOTBETCTBYET 17,75% 110 Becy 00I11eT0 aKTUBHOTO MHT PEUCHTA,
noseaeHHoro 10 100% no Becy ¢ Bojoit). [IpumMensiu cieayroiye 100aBKU:

nob6aBka 8) = (7) + (2);

nob6aska 9) = (7) + (3);

nob6aska 10)=(7) + (4).

CooTHoIIIEHUE TPOTUBOBCIIEHUBATEND 7:KpUCTAIUIM3YIOIIAs 1o0aBKa (2, 3, 4) B KaXI0M
ciydae cocTaBisuio 2,5:1 (Ha OCHOBE aKTUBHOTO UI'peaueHTa). JlaHHbIE O KOHLEHTPAIMU B
Tabuie 1 moka3eIBaIOT 00IIee CoepKaHue aKTUBHOI'O MHTpeAUeHTa 100aBKU 0e3 BO/IHI,
UCXO/151 U3 00IIel MacChl paCTBOPA WJIU CYCIIEH3UM.

Tabmuna 1
Konuenrpaumns by
FARRE R Konuentpanus Konuuecreo MIOTHOCTE D,L-
Jobapka NODABRKH e |
b NH; (r/kr) nens! (M) METHOHHHZ
{(ppm) 3
(r/m)
Oreyrereyer - - 550 453
1 B00 1 20-30 454
(cpaBHHTENBHBIT
npuMep )
2 R0O 25 B3 564
3 800 2.5 400 573
4 800 2.5 250 588
5 800 25 800 492
(CpaRHHTENEHLIH
npUMep )
6 800 2.5 1000 463
(CpaBHHTENBHEII
npuMep )
8 800 2,5 0 630
9 800 15 0 h34
10 B00 2.5 20-30 630

Vg pacTBOpe H/HIAH CYCNEHIHH (AHANOIHYHO npuMepy 1)

IMpumep 2. Bausinue xonuentpauyuu NH,* Ha 06beMHYIO IITIOTHOCTh METHOHUHA

40 T MetuoHuHa U 360 T BOJBI 3arpy’KaJIk B KOJIOY M oOecrieunBalivi HIMPKYISALUIO Yepes
TEIJIOOOMEHHUK IyTeM MpoKkaunBaHus Ipu temneparype 40°C. K naHHol cycrieH3un
JI00ABJISIIIM CO CKOPOCTHIO 18 MIiI/MUH. pacTBOp 125 1 MeTHOHUHA B 1125 T BO/BI, HATPETHIM
110 90°C, mpu 3TOM TOJIEPKUBAJIM TeMIlepaTypy 3arpykeHHoi cycnensuu 40°C. ITocne
nobasiaeHust 650 M1 Topsiyero pactBopa, yaassum 500 MIT CyCIIeH3UH U 3aTeM JTOTTOJTHUTEILHO
no6aisn 500 MIT ropsiuero pacTBopa co CKopocThio 18 Mi/muH. [Tonmydaemyro CyCieH3UIO
CIIMBAJIU, OTIPEACIISIIA KOJIMYECTBO MEHBI U METHOHUH OT(HUIBTPOBBIBAIIN U IIPOMBIBAIIH C
nomoibio 300 M1 aneroHa. Ilocie BbICyIIMBaHUSI METUOHMHA OTIPEIETISIIM OOBEMHYIO
IJIOTHOCTb.

51 sxcriepumeHTOB ¢ NH3 TpeOyeMy1o KOHLEHTPALMIO PACCUMTHIBAIIM KAK KOHIEHTPALUIO
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NH," 1 KOppeKTHPOBAJIM KaK B UCXOIHBIX PACTBOPAX, TAK U B UCXOJHBIX CYCIIEH3UAX yTeEM
n006aBieHust BOIHOTO pacTBopa NHjs.

DKCHEPUMEHTHI IO KPUCTATIIU3ALMU OCYILIECTBIISIIN B MPUCYTCTBUM JOOABKH 8 (COTIACHO
npumepy 1), rae ykazaHHYI0 KOHIEHTPALUIO KOPPEKTUPOBAIU 100aBIEHUEM JOOABKH TAKUM
e 00pa3oM KakK B UICXOJHBIC PACTBOPBI, TAK U B UCXOIHBIE CYCIIEH3UH COTJIacHO Tabmie 2.

JlaHHbBIE MO KOHLEHTPAMU B TA0JIMIE 2 TTOKA3bIBAIOT 00I1Iee COAEPKAHUE AKTUBHOTO
UMHTpeMeHTa 100aBKu 6€3 BOJIbI, UCXO/IS U3 O0IIeH MacChl pacTBOPA UJIM CYCIICH3UM.

Tabmuna 2

Konuentpanms Obnemuan
: i Konuentpauns Konnuectso
Me | INobGaska nobaBKH . i mioTHoeTs  D,L-
& NH, (r/kr) nexsl (Ma) _
{(ppm) METHOHHHA (r/n)
| OreyTeTRyeT | - - 350 434
(CpaBHCHHE)
2 8 ROO - 200 220
(cpaBHeHHe)
3 8 B00 0,25 0 420
(CpaBHCHHE)
4 8 800 0,5 0 505
(cpaBHeHHE)
5 8 800 1 0 586
6 8 800 2,5 0 615
Vg pacTeope H/HIH CYCNEH3HH (AHANOrHYHO npuMepy 1)

[Tpumep 3. HenoHOTEHHOE TOBEPXHOCTHO-aKTUBHOE CPEACTBO
48 r D,L-metuonuHa, 348 r Boabl, 3,8 r BoaHoro pacrsopa NHj (25%) u 0,32 r Tween

65 3arpy’kajau B KO0y U 00ecreuynBav MUPKYJISLIUIO yepe3 TEII000MEHHUK MMyTeM
npokaurBanus npu remnepatype 40°C. K 3Toii cycnieH3un 1o0aBIIsIM CO CKOPOCThIO 18 M1/
MuH. pactBop 151 r D,L.-metnonuna, 1087 r Boasl, 11,8 r BogHoro pacrBopa NHj3 (25%) u

1,0 r Tween 65, HarpeTbiii 10 90°C, pyu 3TOM NOAAEPKUBAIM TEMIIEPATYPY 3arPYKEHHOU
cycnien3uu 40°C. IMocne nobasnenust 650 mut ropsiuero pactBopa yaasum 500 MIT CycrieH3uu
Y 3aTE€M JIOTIOJTHUTEIBbHO J00aBIsui SO0 MJI rOpsTYero pacTBopa co CKOPOCThIO 18 MII/MUH.
ITonyuaemyto CyCIeH3UIO CJIMBAIIM, ONPEAEISIIM KOJIMUECTBO NeHbl U D,L-MeTHOHUH
OT(MUIBTPOBBIBAIIU U ITPOMBIBaJIK ¢ ToMoIbio 300 mut aneToHa. [Toce BeicymuBanus D,L-
METHOHHWHA OTPeAeIsiIM OOBEMHYIO TNIOTHOCT.

Hab6maromamn 0 M1 ITeHbL, 1 00beMHA INTOTHOCTD BhLeIEHHOTO D, L.-MeTHOHNHA cOCTaBIIsLIA
578 rt/mn.

[Tpumep 4. DKCIEpUMEHTBI, 3aBUCSIIIUE OT KOHIEHTPALUU

48 r D,L-metnonuHa, 348 1 BOapL, 3,8 T BogHOro pactBopa NHj (25%) 3arpyxanu B

KOJIOY U 00ecIeurBaIu HMPKYJISIIUIO Yepe3 TEMTOOOMEHHUK MTyTEM MPOKAYMBAHUS MTPU
temmnepatype 40°C. J1oOaBsiiv K 3TOM CyCIIEH3UM CO CKOPOCThIO 18 MiI/MUH. pacTBop 151 T
D,L-metnonuna, 1087 r Boabr u 11,8 r BogHoro pacrsopa NHj (25%), narpersiii 1o 90°C,

IIpY 3TOM TOJICPKUBAIIM TEMITepaTypy 3arpyxerHoit cycrnensun 40°C. [Tocne nobasieHus
650 M ropsiyero pactBopa yaassiau S00 M1 CyCIeH3UM U 3aTeM JIOTIOJIHUTEIbHO 100aBIISIN
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500 mu1 ropsiuero pactBopa co ckopoctbio 18 mir/muH. [Tonydaemyto cycnieH3UI0 CIMBAIIH,
OTIPEIEISUTU KOJIMYECTBO TMeHbI ¥ D,L.-MeTHOHMH OT(MITBTPOBBIBAIIM M IPOMBIBAIIY C TOMOIIBIO
300 mut aneroHa. ITocne BoicymmBanus D,LL.-MeTHOHMHA OTIPEAEISIN 00 bEMHYIO INIOTHOCTD.

DKCIIEPUMEHTHI 110 KPUCTAIUIM3ALMM OCYLIECTBIISUIM B IPUCYTCTBUM 100aBOK 8, 9 uiu 10
HUKe (COTJIACHO MpuMepy 1), Ie yKa3aHHYIO KOHIEHTPALUIO KOPPEKTUPOBAIIH I00aBICHUEM
0OABKM KaK B UCXOJIHbIE pACTBOPBI, TAK U B UCXOIHbIE CYCIIEH3UH COTJIACHO TaOIuLE 3.

Jlo6aBka 8) (7) + (2)

Jlob6aska 9) (7) + (3)

Job6aska 10) (7) + (4)

JlaHHbIE O KOHUEHTPALUUU B Ta0IMLE 3 TOKA3bIBAIOT 00IIIee COIepKaHUEe aKTUBHOTO
MHTpeAUeHTa T00aBKM 0€3 BOJIbI, UCXO/s U3 O0IIIel MacChl PACTBOPA MM CYCIIEH3HUM.

Tabmuna 3

Konuen TpalHa KomuuecTeo neHw Ofinsarias
No HNobarka o T i MIOTHOCTE D.L-
AcGasxy (ppm) () MECTHOHHHA (/)
| # 100 3150 522
2 i) 200 180 561
3 # 400 3 G10
4 8 RO 0 630
5 i 1200 0 624
3] i) 2000 0 615
7 & 4000 0 Gl6
] 9 100 450-500 329
9 9 200 200 585
10 9 400 20-30 625
11 9 RO 0 634
12 9 1200 ] 657
13 9 2000 1] 630
14 9 4000 0 & |
15 10 100 150 507
16 10 200 150 558
17 10 400 &0 E]
15 10 R0 20-30 630
19 10 1200 20-30 652
20 10 20000 5-10 650
21 10 4000 0 636

"'s pacTBOpe W/ cycnen3uu (aHanoruuHO npumepy 1)
MOHO BUETH, UTO JOOABKH COINIACHO HACTOSILEMY U300pETEHUIO (C

IIPOTUBOBCIICHUBATEIIEM) C AMana3oHoM KoHueHTpauuu ot 400 1o 4000 ppm yiay4ymiarT
00BEMHYIO IIIOTHOCTH D,L.-MeTnoHMHA 40 3HaueHudt > 600 r/m.

(57) ®opmyna uzobpeTeHus
1. Crioco6 kpucrammzanuu D,L-MeTHOHMHA U3 BOJHBIX PACTBOPOB W/UITK CYCIIEH3UH,
copepxammx D,L-METHOHUH 1 aMMOHMEBYIO colb D,L.-MEeTHOHMHA, UMEIOIIIUX COAEPKAHUE
Met 70-180 r/Kr pacTBopa W/uiM CyCrieH3uu, npearnoururenbHo 90-150 r/kr pacrBopa u/vnu

cycrniensun, copepxxanre NH, " 1-5 I/KT pacTBopa W/Wid CyCIIEH3UH, B IIPUCYTCTBHH

KPUCTAILTU3YIOIIEH J0OaBKH, KOTOPasi COACPKUT HEMOHOTEHHOE UM AaHUOHHOE TTOBEPXHOCTHO-
AKTUBHOE CPEJICTBO WUJIM CMECh PA3JIMUHBIX HEMOHOTEHHBIX WJIM AaHUOHHBIX TTOBEPXHOCTHO-

AKTUBHBIX CPEJICTB, IIPU KOTOPOM TEMIIEPATYPY PACTBOPA W/WJIA CYCIIEH3UU CHUKAIOT Cpa3y
wi noctenieHHo oT T1=85-110°C go T»=30-50°C takum ob6pazoM, 4yTo D,L.-MeTHOHHH OceaeT
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B BU/IE TBEPJIOT'O BEIIECTBA, OTIIMYAIOIIUICS TEM, YTO AaHUOHHOE NTOBEPXHOCTHO-AKTUBHOE
CPEICTBO, MTPUMEHsIEMOe TSl 00pa30BaHUS KPUCTATUTU3YIOIIEH T00ABKH, SIBJISETCS OJTHUM U3
COeIMHEHUH, 0TOOpaxKeHHBIX B (popmyrax 1-3, WK UX CMEChIO:

R'-0-SO;M (popmyia 1);
R2—O—(CH2)H—SO3M (bopMmyna 2);
R*-(OC,H,),-0-SO3M (bopmyna 3),

[JIE N SIBJISIETCS LEIbIM YucioM OT 1 10 10, M siBiisieTCsl HATpUEM WM KaJlMeM, a Rl, R’u

R3 SIBJIIIFOTCS JIMHEMHOM, Pa3BETBIIEHHON WK LUKIINYECKOM, HACBIILIEHHOMN MJIA HEHACBILIIEHHOMN
Cg-Cyp-anKUIIbHOM T'PYNIION UM apWJIBHOMW TPYIIION, TPU 3TOM HEMOHOTE€HHAS

KpUCTa/UIM3YIoIIas J00aBKa SBIISIETCS CIIOAKHBIM 3(UPOM COPOUTAHA U KUPHOM KUCITOTHI
WIM CMECBIO PA3JIMYHBIX CIIOKHBIX 3(pUPOB cOpOUTAHA U KUPHON KUCIIOTHI.

2. Croco0 1o 1.1, OTJIMYaAIOUIMICS TeM, UTO h paBeH 2, a Rl, R% u R apnsiorcs nuneinbMu
HacblEeHHbIMU Cg-Cg-aIKUIbHBIMU I'PYIIIAMH.

3. Crioco0 o 1.1 uin 2, OTJIIMYATOILIUHCS TEM, YTO

C,H,41-O-SO3Na, rae n=12-18,

CoHp41-0-CoHy-SO3Na, rae n=8-18, ninm

C,H»p41-(0OC5Hy),-O-SO3Na, e n=12,

MIPUMEHSIIOT B KAU€CTBE AaHUOHHOTO MOBEPXHOCTHO-aKTUBHOT'O CPEJICTBA.

4. Crioco6 1o 1.1, OTIMYAIOIIMICS TEM, UTO MPUMEHSIIOT CII0KHBIN 3(hup copbutaHa u
KUPHOM KUCITOTBI, COOTBETCTBYIOIIMI (hopMyIie 4:

O

O
- NS
\/\ XO CoHas
o \O/\//O C47Hss
HO - 2y )
\%/\O 0O
o e
W 0

Cy7H3s

Z 9

rae w+x+y+z=20 v rae KaxJIblii U3 W, X, Y U Z MOKET IIPUHUMATh 3HaueHus1 ot 1 1o 17.

5. Cnioco0 1o 1.1 WM 2, OTIMYAIOIIMIACS TEM, UYTO KOHUEHTPALUS KPUCTAIIIU3YIOLIEH
JI00aBKU B paCTBOPE W/WUJIK CYCIIEH3UH, U3 KOTOPBIX OCYIIECTBIISIIOT KPUCTATUTU3ALHUIO,
COCTaBIISIET IO MeHbIIel Mepe oT 700 ppm 10 He 60s1ee 4000 ppm UCX0as U3 OOIIIEel MacChl
pacTBOpa W/WIK CYCIIEH3UH, TPEANOUTUTEILHO 110 MeHbIIel Mepe oT 750 ppm 110 He Hoiiee
2000 ppm, 0COOEHHO MPEANOUYTUTEIHHO 11O MeHblel Mepe oT 800 ppm 10 He 6ostee 1000
ppm.

6. Crioco® 1o 11.1 WM 2, OTIUYAIOIIUNCS TEM, UTO PACTBOP, U3 KOTOPOTO OCYIIECTBIISIOT
KPUCTAJUIA3ALUIO, JOIIOJHUTEIIBHO COAEPKUT MTPOTUBOBCIIEHUBATED.

7. Cioco0 1o 11.6, OTIIMYAIOUIUIACS TEM, YTO TPOTUBOBCIIEHUBATENb COJIEPKUT CUITMKOHOBOE
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Macio.

8. Crtoco0 1o 1.6, OTJIMYAIOIIUICS TEM, YTO BECOBOE COOTHOIIIEHUE TPOTHUBOBCIIEHUBATE b
: KpUCTaJUIM3yomIasi 1o0aBKa Ha OCHOBE aKTUBHOT'O MHTPEUEHTA HAXOAUTCS B IMATIa30HE
oT 4:1 no 1:1, mpearnouTuTeNnpbHO B quana3ose ot 3:1 10 2:1, 1 B 3TOM Cityyae KOHLEHTPALMS
KpHUCTAJTU3YIOIIEH J00aBKM COCTABIISIET IO MeHbIIel Mepe ot S0 ppm 70 He 601ee 1200 ppm
UCXO/Is1 U3 001l MacChl pacTBOpa W/WIIK CYCIIEH3UH, MpearouTuTebHo ot 100 ppm 10 600
ppm, ocobeHHOo npeanoytTuTeabHo oT 200 ppm g0 400 ppm.

9. Crioco6 1o 11.1 UM 2, OTIIMYAIOLIUICS TEM, UTO KPUCTAIIM3ALUIO OCYIIECTBIISIIOT Iy TEM
BBE/ICHUSI BOJHOT'O PACTBOPA W/WIIM CyCHeH3UU, HArpeThix 10 85-110°C, conepxanux D,L-
METHOHUH U AMMOHUEBYIO cOJib D,L-MeTHOHNHA, B BOJIHBII paCTBOP W/WIIU CYCIIEH3HUIO,
Harpetsie 10 30-50°C, coaepxarue D,L.-MeTHOHMH U aMMOHUEBYIO coib D,L-MeTHOHUHA,
I/ie TEMIIEpaTypy MOJIy4aeMOl CMECH IMTOCTOSIHHO MOAIEPKUBAIOT Ha ypoBHe oT 30 10 50°C.

10. Crioco0 1o 1.9, oTJIMYaIOUIUICS TeM, YTO KPUCTAIITU3AINIO OCYIIIECTBIISIIOT ITyTEM
BBEJICHUS pacTBOpa, Harperoro a0 85-110°C, conepxaiuero D,L.-METUOHUH U AMMOHHUEBYIO
coib D,L-MeTHoHMHA, B cycnieH3uIo, HarpeTyio 10 30-50°C, coaepxkartyto D,LL.-MeTHOHUH U
aMMOHMEBYIO cob D,L.-MeTuOHHUHA.

11. Cioco6 1o 1.1 uiu 2, OTIMYAIOIIUNACS TeM, YTO KPUCTAJUIM3ALMIO OCYIIIECTBIISIOT B
JIBE CTAJUM, ['JI€ HAa IIEPBOU CTAIMA KPUCTAJUIU3ALMUUA PACTBOP U/ WU CYCIIEH3UIO, HATPEThIE
1o 85-110°C, conepxarnue D,L-MeTHOHHMH U aMMOHUEBYIO coJib D,L.-MeTHOHMHA, BBOAST B
CyCIeH3H10, HarpeTyto 10 60-80°C, coaepxaiyto D,L-MeTHOHMH 1 aMMOHHUEBYIO COJib D,L-
METUOHMHA, U TEMIIEPATYPY MOJIYYAEMON CMECU ITOCTOSTHHO MOJECPKUBAIOT HA YPOBHE OT
60 1o 80°C, u rae cycriensuto, Harpetyto 10 60-80°C, cogepxariyto D,L-MeTHOHUH 1
AMMOHMEBYIO COJIb D,L.-MeTHOHMHA, TOJIyYEHHYIO HA IIEPBOM CTAIMU KPUCTAJUIU3ALMU, BBOIAT
Ha BTOPOW CTaJIuu KPUCTAJIM3ALUU B CyCIieH3UI0, HarpeTyto 10 30-50°C, coneprxkaniyio D,L-
METUOHWH U AMMOHMEBYIO COJIb D,LL-METUOHUHA, T[I€ TEMIIEPATYPY MOJIYIAEMON CMECU
MOCTOSIHHO MOAAepkuBatoT Ha ypoBHE oT 30 10 50°C.

12. Crioco6 o 1.1 uitu 2, OTIIMYAOIIUICS TEM, YTO KPUCTAJUIU3ALMIO OCYIIIECTBIISIOT ITyTeM
BAKYYMHOM KPUCTAJUIM3ALMH, []I€ JABIICHUE HA CTAIMA KPUCTAJUIN3ALUU COCTABIAET OT 60
1o 1000 M6ap, ¥ eciii KpUCTAJIIM3AIMIO OCYIIIECTBIISIOT B JIBE CTAJIMH, IaBJIEHUE HA BTOPOI
CTAaIMM KPUCTAJUIU3ALMU cocTaBisieT oT 35 no 200 mbap.

13. Cioco6 1o 11060My U3 il.1 Uiy 2, OTIIMYAIOLIUICS T€M, YTO BOAHBIE PACTBOPHI W/WIIH
CycIneH3uu, coaepxaiue D,L-MeTnoHrnH u ammMoHueBbie coni D,L.-MeTruoHMHa,
MPEABAPUTEIILHO MOJIYYaIOT IyTEM PACTBOPEHUS UW/WIM cycrieHaupoBanus D,L-meTrnonuna
B BOJIE B IIPUCYTCTBUM COOTBETCTBYIOIIMX KOJIMYECTB AMMMAKA.

14. Crioco6 1o 11.13, OTiIMYaronuiics: TeM, 4TO 171 pACTBOPEHUS MPUMEHSIOT D,L-MeTHOHUH,
XapaKTEPU3YIOLIUNCS COACPAKAHUEM METUOHUHA IO MeHbIEeH mepe 90% 1o Becy,
MPEANIOUYTUTEIIBHO 10 MEHbLIENH Mepe 95% 110 Becy.

15. Crioco® 1o 11.14, OTAMYAOIIHIACS TeM, UTO TpUMEHSTIOT D,L.-MeTnoHMH B hopMe YHCTOTO
METHOHHWHA W/WUJIUM He0OpaOOTaHHOIO METUOHUHA U3 JIIOOOT0 MPOU3BOACTBEHHOT O ITpoLecca,
XapaKTEPU3YIOLIUNCS OCTATOUYHOM BIIAXKHOCTHIO OT 0,1 10 9,5% 1o Becy, MpeanoYTUTEITBHO
ot 0,2 110 4,5% 110 Becy.

16. Crioco0 o 1.1 uiu 2, OTIIMYATOIIUICS TEM, UTO BBIMIABIINN B ocagoK D, -MeTHOHUH
OTIIEJISIFOT OT MATOYHOTO PACTBOPA U BBICYIIMBAIOT UJIA CHAYaAJIa IEPEKPUCTAIUINZOBBIBAIOT
Y BBICYIIMBAIOT MOCIIE€ OTENIEHUSI OT MATOYHOI'O PACTBOPA, MTOJIyYEHHOT'O B 3TOM CIIyYae.

17. Crioco0 1o 1.16, OTIMYAOIIMIACS TEM, UTO MATOYHBIN pACTBOP MOJAIOT OOPATHO HA
CTAMI0 KPUCTAJTA3ALUHU.

18. Crioco6 nosryuyenusi D,L.-MeTHOHWHA, B KOTOPOM BOJIHBIN PACTBOP aMMOHUEBOM COJIU
D,L.-MeTHOHMHA W3HAYATIBHO 00PA3yIOT MyTeM THIpoin3a HUTpuia D,L.-MeTUOHUHA W/WITn
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amuza D,L-MeTHOHMHA, U BOJHBIA paCTBOP U/WIIK CYCIIEH3UIO0, coaepxkaiue D,L.-MeTHOHUH
Y aMMOHHEBYIO COJIb D,L.-METHOHHMHA, MOTy4YalOT U3 HETO IMMyTEM YACTUYHOTO yIAJICHUS
aMMHUaKa U3 aMMOHUEBOU cov D,L.-MeTHOHMHA, U3 KOTOPBIX 3aATEM MMOJTYYAOT METUOHUH
IIyTEM KPUCTAJUIM3ALMU 110 11.1 nim 2.

19. Cnioco0 1o 1.18, oTJIMYarouics TeM, YTO BOJAHBINA pacTBOp aMMOHUEBOM coiu D,L-

METHOHMHA J0BOIAT 10 cofepskanust NH,* 1-5 r/kr pacTBopa W/uiu CycreH3uH,

NPearnouTUTENBHO 1,5-3,0 T/KT, IMyTeM BhIIApPUBAHUS W/WIM OTTOHKU AMMMAKa 10
KpUCTAJITA3ALMH.

20. Crioco®6 1o 11.18 uimu 19, OTIMYAIOIIUICS TeM, YTO BOAHBIN PACTBOP U/WIIU CYCIIEH3UIO
D,L-meTnoHMHA 1 aMMOHUEBOM coyin D,LL.-MeTnoHnHa TOBOIAT 110 conaepxkanust Met 70-180
I/KT pacTBOpa W/WUJIU CyCIIeH3UH, TpeanoutureabHo 90-150 r/kr, mytem qoOaBIeHUs BOIbI U/
nnu D,L.-MeTHOHUHA.

21. Crioco0 o 11.18 yiu 19, oTiinyaromumiics TeM, 4TO BhIHABIIUM B ocagok D,L.-MeTHOHUH
OTIEJISIFOT OT MATOYHOTO PACTBOPA Y BBICYILIMBAIOT UJIM CHAYAJIa NIEPEKPUCTAIUINZOBBIBAIOT
Y BBICYIIIMBAIOT ITOCJIE OTAECIEHUS OT MATOYHOTO PACTBOPA, MOJIYYEHHOTO B 3TOM CJIydae.

22. Crioco6 1o 11.21, OTJIMYAFOITUICS TeM, YTO MAaTOUHBIM pacTBOP MOAAIOT 0OpaTHO Ha
CTAJIMIO KPUCTAJIU3ALUH.
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