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(54) METHOD FOR PREPARING N-PHOSPHONOMETHYLGLYCINE AND INTERMEDIATE

SUBSTANCE FOR ITS PREPARING

(57) Abstract:
FIELD: organic chemistry, chemical technology.
SUBSTANCE: invention relates to the improved
method for preparing N-phosphonomethylglycine.
Method involves interaction of derivative of
hexahydrotriazine of the formula (Il):

T wherein

X represents CN, COOZ, CH,QY and others; Z and Y
represent hydrogen atom and others with
triacylphosphite of the formula: P(OCORS3); (Il)
wherein R® means (C4-Cqg)-alkyl or aryl that can
be  substituted. The prepared product is
hydrolyzed and (if X represents CH,0Y) oxidized.
The proposed method is a simple in realization,
economy and provides high degree of the end
product purity.

EFFECT: improved preparing method.

19 cl, 11 ex
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HacTosiwee n3obpeteHme oTHocUTCS Kk cnocoby nony4veHms N-dbocoHOMETURINMLMHA,
OCYLLECTBIAIEMOMY B3aUMOAENCTBMEM rekcarngpoTpnasnHoBOro CoeaMHEHNS C
TpraumngochunTom, a Takke K NPOMEXYTOYHbIM NpoAyKTaM AN UCMOoMb30BaHUSA B 3TOM
cnocobe.

N-cpochoHomMeTUNrMUUUH (rmrudpocaT) npeactaBnsdeT cobol LWMPOKO pacnpoCTpPaHEHHbI
repbvuma cnnolwHoro (obLwencTpednTenbHoro) AencTems. I3BeCTHbl MHOFOUYUCIIEHHbIE CNOCOObI
nonyyeHus ocdoHoMmeTunrnuumHa. OgHoM 13 Taknx BO3MOXHOCTEN ero nonyyYeHus aBnaetcs
peakuus, ocyLlecTBngemas B3anMoaencTBMEM NPOU3BOOHbIX rekcarnapoTpuasmHa ¢ acmpamm
docdopmcTon KUCNOThI. Tak, B YacTHOCTK, B naTeHTe US 4181800 onncaHo nonyveHue
rekcarngpoTprasmHoB hopMynbl

ro,c” N7 “n” “co,R
J
RO,C
: 5

a B nateHTe US 4053505 onuckiBaeTca B3anMOAENCTBUE ITUX FrekcarngpoTpuasnHoB C
anacmpamn pocthopucTor KUCNOThbl U NOocneayLWwmi rmaponua Nosly4eHHoro Npoaykta ¢
nonyyeHvem B pesynbtate gocoHomeTunrnnumHa. OgHako Ob1no yCTaHOBMNEHO, YTO KaK BbIXOA,
Tak 1 n3bmpaTenbHOCTb AeNCTBUA TPeBYIOT AanbHENLWero yny4lleHnss kacaTensHo
MoHodochopmpoBaHus npoaykta. Kpome toro, anacmpbl pocdhopuCcTor KUCNOTbI SABASKOTCA
KpalriHe JOpOrocTosLWUMU NPOayKTaMu.

B 3aaBke EP-A 104775 (cooTBeTcTBEHHO B nateHTax US 4425284, US 4482504 n US
4535181) onucbiBaeTcsa peakLms, ocyLlecTsngemas B3anmMogencTBneM BbllLieHa3BaHHbIX
rekcarmapoTpuasvHOB C COOTBETCTBYIOLLUM auunranoreHMaom, 1 nocneayoilee
doccthoHMpOBaHUE C MOMOLLIO Tpuadmpa PoCcHOPUCTON KUCNOTbI U OMbIFIEHME C NOSTyYEHNEM B
pe3ynbtate POoCPOHOMETUNINNLUHA COrNAacHO CrieaytoLLen cxeme:

0 & o
ROZC N N COZR o o1 Rt N/\COZR D {OR") 5 R' N COZR
L - J - N
M Cl ﬁ(OR")Z
s
/3 ro.c ©

z

XoTa TakuMm nyteM hochoHOMETUNINNLMH 1 YAaeTcs nonyyaTtb ¢ OTHOCUTENBHO BbICOKMM
BbIXOAOM, cnocob TeM He MeHee Hapsay € UCMNoMb30BaHMEM SOPOroCTOALMX 3hUPOB
hocdhoprCTOr KUCHOTLI NpedycMaTpmuBaeT Takke 4ONONHUTENbHOE NpUMEHeHue XropaHrngpuaa
kapOOHOBOW KUCNOTbI. [TOMMMO 3TOro, BO3MOXHOCTb peKkynepaumm xnopaHruapuaa kapoboHoBow
KMCNOTbI Npy Heo6xoaAMMOCTN B BUAe cBOOOAHON KMCMOThI U NOCMeAYoLMA NepeBoA Ha
OTOENbHOM CTaMuM CHOBA B XNopaHruapua KUCNoTbl Takke 3HaunTenbHO yaopoxaeT cnocob.
Kpome Toro, He npeacTaBnseTcsi BO3MOXHbIM MOMHOCTLIO PEKYNEPUPOBaTh CINPT, KOTOPbLIM
aTepndunumnpytoT ocOopUCTYHO KUCMOTY, NOCKONbKY BO BPEMS peakuun obpasyeTcs aKBMBaNeHT
COOTBETCTBYIOLLErO ankunxmnopuaa, KoTopblii NMOMUMO NPOYEro TOKCUKoNorndyeckn HebesonaceH.

B nateHTe US 4428888 (cootBeTcTBEHHO EP-A 149294) onncaHa peakuus, ocyllectensemas
B3aMMOLENCTBMEM BbllLEYKa3aHHOro rekcaruapoTpmasmHa ¢ XxnopaHrnapuaom gocgopuctomn
KMCNOTbI B MPUCYTCTBUM CUMbHON 6E3BOAHOM KMCMNOThI, HANpMMep XfopuUCTOro BoAopoAaa,

n C4-CgkapboHOBOI KMCIOTbI, TAKOW Kak yKCycHas kucnota. [pun npoBedeHnn aTol peakumum
06pasytoTCa MHOrOYUCIIEHHbIE HE NOAAAOLMECH TOYHOMY OnpeaeneHnto NoboYHbIe NMPOAYKThI,
CHWXaroLme BbIxod ochoHoMeTUNINNLMHA 1 00yCnoBnNuBaoLLmMe CyLLeCTBEHHbIE 3aTpaThl Ha
OYMCTKY MONy4aemMoro NpoaykTa.

B nateHTe US 4442044 onucbkiBaeTcs peakuusl, ocyllecTsnsieMasi B3auMOAENCTBUEM
rekcarmgpoTpuasuHa gopmysbl 5 ¢ Tpuadpmpom GocOprUCTOn KUCOThI C MOMYyYEHNEM B
pe3ynbTate cOOTBETCTBYHOLLEro OCcHOHATHOrO COeAMHEHNS, MPUMEHAEMOrO B Ka4yecTBe
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repbuumaa.

B DD-A 141929 n DD-A 118435 onucaHa peakuusi, ocyLiecTBrisiemas B3aMmMogencTBMEM COnun

LLIeNOYHOro MeTanna BbileHa3BaHHOro rekcarnapoTpmasuHa (R o6osHavaeT, Hanpumep, Na) ¢
anadmpom cpoccopucTton kucnotel. OgHAKO M3-3a B NPUHLIMNE NIIOXON pacTBOPUMMOCTM COMen
LLLeNOYHbIX MeTannoB He yaaeTcs AOCTUYb YOOBNETBOPUTENBbHOW CTENEHN XMMUYECKOTro
npespaLleHus.

B nateHTe US 5053529 onuceiBaetcsa nonyvyeHne pochoHOMETUNINULUHA B3aUMOLENCTBNEM
BblLLEHa3BaHHbIX rekcarnapoTpruasnHoB ¢ Tpuadmpamm ocdoOprUCTOr KUCIOTbI B NPUCYTCTBUN
TeTpaxniopuga TMtaHa u nocnegyLwmnm oMbifIeHNEM Nofy4YeHHoro npoaykra. OgHako

npYMeHeHWe TeTpaxnopuaa TUTaHa CyLLeCTBEHHO yaopoXaeT TexHororndeckuin npouecc. Kpome

TOro, BbIx04 (POCHOHOMETUNININLMHA OCTaeTCs HeYyAOBNETBOPUTENbHbIM.
B nateHTax US 4454063, US 4487724 n US 4429124 onuncbiBaeTcs Nony4yeHme
ochOHOMETUNINNLMHA B3aUMOAENCTBNEM COEaUHEHUS hOPMYIbI

D 1
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R
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roe R' v R? npepcrasnsitoT coboii apomaTtuyeckue unu anudatudeckue rpynnsl ¢ RCOX (X
obosHayvaeTt Cl, Br, |) ¢ nonydyeHmem coeamnHeHus opmynbl
1
OR
0 _ -~
o ST R
R—C—N\ o]
CH,— X v
nocnenywoLwen peakymen aToro CoeanHeHns ¢ LMaHngom metanna v rugaposim3om
nonyyYeHHoro npoaykra. Hegocratku atoro cnocoba cBsidaHbl, Kak U B paCCMOTPEHHOM BbiLLe
cny4yae, ¢ NpUMEHEHNEM XIopaHrnapaa KUCHOoThbI.
B nuTepaTtype onucaHbl Takke gpyrue BapuMaHTbl CMHTE3a, OCYLLEeCTBNAEMOro ucxoasa n3
3aMeLLEeHHOro LiMaHoOMeTUNOM rekcarngpoTpuasnHa opmyrbl

NCﬂNﬁNﬂCN

Tak, B 4yacTHOCTH, B nateHTax US 3923877 n US 4008296 onuckiBaeTcs peakuus,
ocyllecTBrsiemas B3auMOLENCTBMEM 3TOro NPOM3BOAHOrO rekcarnapoTprasnHa ¢
AvanknndocdoHaToM B NPUCYTCTBUM KMCIIOTHOIO KaTtanusatopa, Takoro Kak XnopucTbIn
BOAOpPOA, kMcnoThl JIbtouca, xnopaHrngpuaa nubo aHrmgpuaa kapboHOBOW KUCIOTbI C
nonyyeHvem coeanHeHns opMyrbl
HKN ™ e

B(OR"),
o

g9
B pesynbTaTe nocneaytoLLlero ruaponunsa nony4yatot ocoHOMETUNIIINLMH, NPU 3TOM
obpasyetca oT 8 0o 10% aBaxxabl POCHOHOMETUNNPOBAHHOIO NPOAyKTa.
B nateHTax US 4067719, US 4083898, US 4089671 n B 3asiBke DE-A 2751631 onncaHa
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peakuus, ocyllecTBnseMas B3anmMoaencTBneM 3amMeLLeHHOro LaHoMeTunomM
rekcarngpoTpuasnHa ¢ gmapundocgoHaToM 6e3 NCnonb3oBaHUS Kkatanm3atopa C noryyeHnem
coeavHennsa 9, roe R" o6o3HavaeT apun. AToMy cnocoby NpUCyLLM Te XXe HeJoCTaTKu, YTO U B
crny4ae NpUMeHeHnsi 3aMeLLeHHOro KapOoKCMrpynmnow rekcarngpoTprmasnHa B NpuBeaEHHON
BbiLle dhopmyre 5.

B 3aaBke EP-A 097522 (cooTBeTCcTBEHHO B NnateHTax US 4476063 n US 4534902)
ONMCbIBAETCS peakLus, ocyLlecTBNgemasi CornacHo NpuBeAEeHHON HUXE Cxeme
B3anMMOJeNCTBMEM rekcarngpoTpuasmHa 6 ¢ auunranoreHMaoM ¢ nonyvyeHnem coeamHerms 10,
nocneayrowumMm pocdoHnpoBaHMEM C MOMOLLLIO Tpradhmpa nNudo anacupa dochopucTon
KMCNOTbI C NonyvYeHnem coeamHeHvs 11 1 3aaBepLuarom OMbINIEHNEM C MOSNyYEeHNEM
doccoHOMETUNINNLMHA

0 o o
S e T r'” N7 “ew  pror"), R'T N7 CHN
.- o=, P — N
N ol ﬁ(OR")Z
1/3 )
/ NC o
. 10 11

[ns aTOro BapmaHTa xapakTepHbl Takue xxe HegoCTaTK1, KOTopble NMpuUcyLLm cnocoby, rae
NPUMEHSIIOT 3aMeLleHHble KapOoKCUrpynmnor NPOM3BOAHbIE rekcarngpoTpuasmHa.

B 3akntoueHne cnegyet HaseaTtb nateHT US 4415503, raoe onvcbiBaeTcs npespalleHne
3aMELLEHHOro LiMaHOMETUINIOM rekcarmgpoTpmasmHa aHanormyHo cnocoby, npeacTaBneHHOMY B
nateHTe US 4428888. B aTom cny4vae Takke HabnogaeTcs 3HaunTenbHoe obpasoBaHmne
No60OYHbIX MPOAYKTOB.

B 3asaBke EP 164923 A onucbiBaeTcsa 6onee coBepLUeHHbIN rmaponn3 coeanHeHnsa popmynbl
11.

C y4yeToM BbILLENIIOXEHHOTO B OCHOBY HacToOsLLEro n3obpeteHnst 6bina nonoxeHa 3agava
paspaboTaTb NPOCTON B OCYLLECTBNEHNN U IKOHOMUYHbIV cnocob nonyyeHns
dhochoHOMETUAIMMLMHA, KOTOPbI MOMUMO npovero obecneyvmBan Gbl BbICOKYIO CTENEHb YACTOThI
3TOro LieneBoro npoaykTa.

HeoxunaaHHbIM 06pa3oM ObIfio yCTaHOBNEHO, YTO yKa3aHHY 3agadvy yaaeTcs pelmnTb
B3aMModencTBMeM NPON3BOLHONO rekcarngpoTprasuHa ¢ TpuaumngochuTom 1 nocnegyowmum
OMbIfIEHMEM MOSTYYEHHOrO NPOAYKTa C NornyyYeHvem B pesdynbtate Tpebyemoro
dochoHOMETUArNULMHA.

B cooTBeTCTBMM C 3TMM HacTosiLee n3obpeTeHne OTHOCUTCS K cnocoby nonyyeHus N-
hochOHOMETUMIMMLMHA, 3aKIoyaLWweMycs B TOM, YTO

a) Npoun3BOAHOE rekcarngpoTpuasunHa copmynsi Il

XﬁN /’\N,f’“x

.

B

B KOTOpOW

X npeacrasnsieT coboit CN, COOZ, CONR'R? unu CH,OY, roe

Y npepcraensiet cobon H nnm octaTok, Nerko saameHsieMbln Ha H,

Z npeacraenseTt cobon H, wenodHom meTtann, WenovYHo3eMernbHbI MeTanm,
C4-Cgankun unu apun, HeobssaTtenbHo 3ameLleHHbIn Cq-Ciankmunom, NO, nnubo
OC,-C ankunom,

R' 1 R?, koTopble MOryT UMeTb UAEHTUYHbIE NGO pasHble 3Ha4YeHusl, 06o3HavatT H
unu C4-Cankumn,

noaseprarT B3aMMogencTBumio ¢ Tpuayundgoccutom popmynsi i

#
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B KOTOPOIi paaukansl R® MOryT MMeTb MaeHTYHbIE NMMBO pasHble 3HAUEHUs 1
obosHavaiT C,-Cqgankun unu apun, HeobasatenbHo 3amelleHHbl Cq-Ciankunom, NO, nubo

0OC,-C4ankunom, ¢ nonyyvyeHnem coeguHeHnst dopmynsi |
0
2 )’L f’“\
k e
f/| \H/
RS

Q

B KOTOpOU R3u X umetot yKa3aHHble Bbllle 3Ha4YeHus, un

6) coeanHeHne dopmynbl | rmaponnsytoT U, ecnn X npeacrtaensaet codori CH,OY, okucnsior.

N306peTeHne oTHoCUTCS Aanee k coeanHeHnsiM hopMyrbl |, @ Takke K UX Nony4YeHuto
cornacHo ctagmum a) cnocoba nony4veHus pochoHoMeTUNINULKUHA.

Mog ankvnom noapasymeBaeTcs Hepa3BeTBNeHHasa NMbo pa3BeTBNEeHHasa ankunbHas uenb
npeanoytTuTenbsHo ¢ 1-8 atomamu yrinepoga v npexge Bcero ¢ 1-4 atomamu yrnepoga. B
KayecTBe NPUMEPOB ankuna MOXHO Ha3BaTb METUN, 3TWUM, H-NPONuUI, n3onponun, H-6yTun,
n306yTun, BTOp-6yTNN, TPET-6yTNN, H-rekcun, 2-aTUNrekcun 1 T.4.

Mog apunom nmeroTes B BUAY NpeanovTuTensHO dheHun n Hagtun.

X npegctaensaet coboi npegnoytutensHo CN unm COOZ.

Z npeacraenseT cobon npegnovtuTensHo H, wenoyHoi metann nnm Cq-Cqgankmn.

Ecnun Y npegcrtaBnsieT coboi ocTaTok, Nerko 3aMmeHsiembli Ha H, To nmeeTcs B Buagy
npeanoYTUTENsLHO anugaTuyeckuii Unn apomMaTUYeCKnin auunbHbIA OCTaToOK
nmbo C4-CgankunbHas rpynna. Anndatuyecknin octaTok npeacraBnseT cobon
npegnoyvtutensHo C4-Cg-CO-ocTaToK, @ apoMaTnieckuii aunnbHbI OCTaToOK NpeacTaBnsaeT
cobown npegnoYvTMTENLHO BEH30MN.

R' 1 R? o603HaualoT npeanoyTutensHo H.

R® oco6eHHo npeanodTUTENBLHO NpeacTaBnseT cobor apurbHbIN OCTaTOK, KOTOPLIN
Heobs13aTeNbHO, Kak YkasblBarnoch Bbille, MOXeT ObiTb 3aMeLleHHbIM. OCoBeHHO
npeanoYTUTENbHBIMU 3HaYeHMsIMU R3 SBRSOTCS eHWI, N-TONUA 1 N-HUTPOMEHWN.

CoenunHeHusa dopmynbl || K3BECTHBI U X MOXKHO NOSTy4aTb N3BECTHBLIM 00Pa30M UMK e
aHanornm4yHo U3BeCTHbIM cnocobam (CM., Hanpumep, BhILLIENPUBEAEHHbIN YPOBEHb TEXHUKK). Tak,
B YacTtHocTun, aMunH X-CHy-NH, MOXHO noaBepraTb B3aMMOLENCTBUIO C UCTOYHUKOM
dopmarnbaernia, TakMm Kak BOAHbIM pacTBop hopmanuHa unu napadopmansaerns, Hanpumep,
pacTBOpsAsA NepBUYHbIA aMUH B BOOHOM pacTBope popmanuHa. Tpebyemblin rekcarngpoTpmuasmH
MOXXHO 3aTeM nonyyaTb NyTemM Kpuctannusayum unm BeinapuBaHnsa Boabl. ATOT cnocob onucaH B
3asBke DE-A 2645085, cootBeTcTBEHHO B nateHTe US 4181800, npu 3TOM yKasaHHbIe
nyoénukaumm B NOMHOM 0ObeMe BKITHOYEHbI B HACTOSILLEE OnMCaHne B Ka4eCTBE CCbINKN.

CoeanHeHus popmynel Il, B koTopon X npeactaBnsieT cobon CN, MOXXHO nony4datb no
peakuun LLITpekkepa, T.e. B3anMoaencTBMEM aMMmnaKa, CUHUITbHOW KMCIOTbl U UCTOYHUKA
dopmanbaervga. Cnocob Takoro Tuna onucaH, Hanpumep, B nateHte US 2823222, koTophbii B
NOfMHOM 06 beMe BKIMOYEH B HACTOSILLLEE ONUCAHUE B KAYECTBE CChISTKU.

CoenunHeHusa dopmynbl Il MOXXHO nonyyaTb C NOMOLLLI0O HECKOMbKMX criocoboB. OgHon 13
Takux BO3MOXHOCTEN SBMAETCS peakums, ocyLlecTBnseMasl B3aaMmoaenctesmem
COOTBETCTBYIOLLEN Conmn kap6oHoBoi kucrotel R3COOH ¢ TpuranoreHnaom gocdopa, npexae
BCEro ¢ Tpuxnopuaom cgocdopa. B kauectBe conun kapGoOHOBOWM KNCNOThI MCMOMb3YOT
nNpeanoYTUTENbHO COSb LLIENOYHOrO UMK LLEeNOYHO3eMENTbHOIO MeTarnna, npexane BCero cosnb
HaTpUS, Kanusa NMbo KanbLus, UK COMNb aMMOHMS. YKa3aHHYH0 peakuuio MOXHO NpoBoanTb 6e3
NCMonb30BaHNA pacTBOPUTENSA U NOSTYYEHHbIN NPOAYKT HENOCPEACTBEHHO NPUMEHATL Ha CTaguu

CTtpaHuua: 6
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a). MpepnouTtntensHoO, ogHako, pabotaTb B MHEPTHOM OPraHNYeCcKOM pacTBopuTene, npexae
BCEro B NPOCTOM adhupe, TakoM Kak AMOKCaH, TeTparngpodypaH 1 T.n., B rarioreHNpoBaHHOM,
npexage BCero XfopMpoBaHHOM NGB0 PTOPUMPOBAHHOM OpraHMYeCcKOM pacTBopuTene, TakoM Kak
auxnopmerTaH, 1,2-auxnopaTaH, 1,2-guxnopnponad, 1,1,1-tpuxnopataH, 1,1,2-TpuxnopataH,
1,1,2,2-TeTpaxnopaTaH, xnopbeHson unu 1,2-guxnopbeHson, B anudaTtnyeckom nnm
apoMaTu4ecKoM yrrneBoaopoae, TakoOM Kak H-OKTaH, TOryori, KCUomn unu HUTpobeH3on.
MpeanoyTUTEnNbHO MCNONb30BaTh TOT XXE PacTBOPUTENb, YTO M NPeAYyCMOTPEHHbIN AN cTagun
a). OcobeHHO NpeanoYTUTENBHO UCNOMb30BaTh XITOPUPOBAHHBIN YrNeBO4OPOA.

O6paasytoLytocs Nnpy NpoBEAEHWUM peaKLmm COoMb, HAaNpUMep XNopua HaTpus B cnyyae
ncnonb3oBaHusA Tpuxnopuaa cocdopa 1 HaTPMEBON CONM NPUMEHSEMOW KapOOHOBOW KUCNOTHI,
Nno 3aBepLUEHNN peakuum MOXHO yaanaTe. Ecnn B kayecTBe conu nony4varoT Xnopua aMMoHNs
UK Kakon-nmbo Apyron ranoreHua aMMoHWs, TO UCNONb3yeMblli aMMUaK MOXXHO peKynepupoBaTh
3a cyeT ycTaHoBneHusa pH BogHOro pacrteopa Conuv CUbHBIM OCHOBaHWEM, HaNnpuMep eakum
HaTpOM, Ha Leno4vyHoe 3HadveHune (pH 11-14) n nocneaytoLLen OTTOHKM amMuaka OBbIYHBIM MyTEM.
Mony4yeHHbIV Takum 06pa3om ammmnak nocrne CyLKW, Hanpumep NEePEroHKON B XXMOKOM MIn
razoobpasHom cocTosiHUM, Mo B BUAE BOOHOMO pacTBOpa MOXHO NMOBTOPHO BO3BpaLlaTh B
TEXHONMOMMYECKUI LUK 1 UCNOMb30BaTh ANS NONy4YeHUs aMmMOHUEBON conuv kapboHOBOW
KMCNOTBI.

Ewe ogHa BO3MOXHOCTb NonyveHns coegmHeHmnii gopmynsl Il cOCTOUT B TOM, 4TO
kapBoHoByto kucrnoTy R*COOH noaeepraioT B3avMoAeicTBUIO G TpUranoreHnaom gocgopa B
NpUCYTCTBMM COOTBETCTBYIOLLEro amuHa. B kayecTBe aMmmMHa UCNONb3yOT Npexae Bcero
anudaTnyeckme nNnbo LuknoanudaTnyeckme on- N TpuaMmmHbl, Takne Kak TpUaTUNamumH,
TpUByTUNamMuH, AMMETUNITUNAMUH NGO AMMETUNLMKNOreKCunaMmumH, a tTakke nupuamnH. Kak
npasuso, B cnocobe Takoro Tuna paboTaloT B opraHu4eckoM pacteoputene. [NpurogHel ons
NCNONb30BaHWS B 9TUX LeNaX pacTBOPUTENM, YKka3aHHble BbilLe A NepBoro BapmnaHTa
nonyyeHus coeanHeHnin popmynel lll. NMpeagnoytuTensHO ucnoneb3oBaTb ANOKCaH, 1,2-
AvxnopnponaH, 1,2-guxnopaTtaH, HUTpobeH3on nnu Tonyon. MNpu NCNoONbL30BaHUN pacTBOPUTENS
obpasyroLminca rmapoxnopua aMvHa BbinagaeT B 0CaAoK U ero MOXHO OT(unbTpoBbiBaTb. Mpu
o6paboTke rmapoxnopuaoB aMmvHa CUMbHbIM OCHOBaHUEM, HanpuMep BOAHbIM pacTBOPOM €4KOro
HaTpa, aMVHbl BblAENaTCs B CBOGOAHOM Buae 13 rugpoxnopuaa. flletyune aMmmHbl MOXHO 3aTem
pekynepupoBaTb NyTeM NeperoHKn Unm akcTpakumn. HeneTtydne aMmHbl MOXXHO peKynepupoBaThb
nyTemM aKCTpakuum nmbo B cnyyae obpa3oBaHus Npu BbliAENEHUN aMUHOB ABYX(a3HOoW CMecH 3a
cyeT pasgeneHus as, TBepAble aMUHbI MOXHO pekynepupoBaTh NyTEM OTHOUNbTPOBLIBAHUS.
PekynepupoBaHHble amMUHbI, HeobA3aTeNnbHO NOCMe CyLUKM, MOXHO BO3BpallaTh B NpoLecc 1
NMOBTOPHO MCMONb30BaThb B crocobe.

B apyrom BapuaHTe nony4vyeHus coeanHeHunsa popmynsl Il ocylectenaoT B3aMmogencrane

kap6oHoBoi kucnotsl R3COOH ¢ TpuranoreHnaom cocgopa, npexae BCero ¢ TpUxXnopuaoM
docdopa, 6e3 nobaeneHns ocHoBaHus. [py NpoBeaeHWM 3TOK peakumm 0b6pasyroLniica
ranoreHoBogopoa HeobxoauMOo yaansiTb U3 peakuMOHHOW cMecu. ITy onepaLuio MOXHO
OCyLLEeCTBNATb 0ObI4YHBIM 06pa3oM, HanpumMep NpPonyckaHMeM NOTOKa MHEPTHOrO ra3a, Takoro Kak
a3oT. BolgeneHHbI B cBOGOOHOM BUAE ranoreHoBOAOPOA MOXHO 3aTeM MCMONb30oBaTh B BUAE
BOAHOro pacTeopa Ans rugponuaa Ha ctagum 6).

Craguio a) cnocoba no n3obpeTeHno MOXHO NPOBOAMTL C UCNONb30BaHWEM pacTBOpUTENS
nnn 6e3 TakoBoro, Hanpumep B pacnnase. [1peanoYTUTENbLHO, OOHAKO, UCMONBb30BaTh MHEPTHBDIN
OpraHn4yecKkuii pacTBOpUTESNb, HAaNPUMeEpP YrNeBoaopoa, Takor Kak TOMyon Unu KCUmor, NpocTon
achump, Takou Kak TeTparngpodypaH, AnokcaH unu ambytunossin agpup. OcobeHHO
npeanoyTUTENbHO paboTaTth B rafioreHNpOBaHHOM pacTBopuTene, Npexae Bcero B
XIOPUPOBAHHOM, NPeANOYTUTENBHO B XIIOPMPOBAHHOM W/MNn (OTOPMPOBaAHHOM anudaTnyeckom
yrneBogopoae, TakoM Kak guxnopmeTaH, 1,2-guxnopataH, 1,2-guxnopnponaH, 1,1,1-
TpuxnopataH, 1,1,2-TpuxnopataH, 1,1,2,2-TeTpaxnopaTtaH, xnopbeHson nnu 1,2-
anxrnopbeHson. KoMnoHeHThl peakumn LienecoobpasHo NpUMEHSITb B NPEUMYLLECTBEHHO
CTEXMOMETPUYECKMX KonnyecTeax. BmecTte ¢ TeM TOT MM UHON KOMMOHEHT MOXHO MCNOMb30BaTb
C HEKOTOpPbIM N30bITKOM, Hanpumep BnnoTb A0 10%. TemnepaTtypa peakumm HaxoauTCs, Kak
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npaswuno, B nHtepaarne ot -10 go +140°C, npeanovtuTeneHO B UHTEpBane oT KOMHAaTHOWM
Temnepatypbl 4o 100°C. NMpu cobnogeHnmn aTuxX YCrioBuii Ans peakumm TpebyeTcsa nuulb
KOPOTKUIA MPOMEXYTOK BPEMEHU, Kak NpaBuIio, peakLmsi B OCHOBHOM MOSIHOCTbIO 3aBepLuaeTcs no
ncreveHun 10-30 MuH.

Monyyaemble Ha cTagun a) coeguHeHnss opmyrbl | npeacTaBnsloT cOOoN BaXHbIE
NPOMEXYTOUHbIE NPOAYKTbI ANdA nony4vyeHus pocoHomeTunrnnymHa. C aTon Lenbo coeanHeHmns
hopmyrbl | noasepratoT ruaponmay, KOTOpbIi MOXHO NPOBOAUTL B KACMBIX UMW LLEMOYHbIX
yCrnoBusx, npeanovTuTeneH KUCNOTHbIW rMaponu3. B kauectse KUCNOT NPUMEHSAIOT NPU STOM
npexge BCero HeopraHM4yeckue KNCNoTbl, Takne Kak congHas KMcnoTta, cepHas Kucnota unm
docdopHas kucnoTa. LLlenovHon ruaponms ocyLwecTBAsaT, Kak NpaBuio, ¢ UCnofb3oBaHNeEM
rMOPOKCMAOB LLEMNOYHbIX UNK LLEeNOYHO3EeMENbHbIX METANMOB, NPEXae BCEero rmapokcmaa Hatpus
nnun Kkanus.

Maponns uenecoobpasHo OCYLLECTBMASATL C MOMOLLbIO BOAHBLIX KUCMOThI UK OCHOBaHuS. Mpu
9TOM BOAHbIE KUCMNOTY UMM OCHOBaHWeE, Kak npaBuro, 406aBNsoT K peakuMoHHOW CMecw,
nony4yeHHon Ha ctagun a). 'maponmMs MOXHO ocyLLecTBNATL 6e3 pacTBoOpuTENs nnn B
NPUCYTCTBMM CMELLMBAIOLLErOCs C BOAOM, YaCTUYHO CMelumBatoLlerocs nnbo He
CMeLLUBAaIoLLEerocs ¢ BoAoW MHEPTHOMO opraHn4eckoro pacresoputens. MNpegnovtuTensHo
MCNonb3oBaTb PpacTBOPUTESb, MPUMEHSEMbIV Ha cTagum a). B cnyyae npumeHeHus
pacTBopuTensa Ha cTaguu a) nony4aemMyto Ha 3ToM CTaauu a) peakLUoHHY0 CMeCh Npu
HeobxoAMMOCTU Nocne yganeHus, Hanpumep, NyTem OTrOHKU YacTu pacTBOpUTENS
uenecoobpasHo MCMorb3oBaTb HenocpeacTBeHHO. BMecTe ¢ TeM BO3MOXEH M MHOW Noaxod, a
WMEHHO: MpUMeHSeMbI Ha CTaauu a) pacTBoOpUTEnNb yaanaTb NOMHOCTLIO U OCTATOK NoABepraTb
rmgponusy. Pekynepupyemslin 3 peakLMoHHOM CMeCcK pacTBOpUTESb MOXHO MOBTOPHO
ncnonb3oBaTth Npu nonyvyeHun coegmHeHnii dopmynel |l unu Ha ctagum a).

OcobeHHO NpeanoyTUTENBbHO OCYLLECTBNATL rMAponns3 B AByxdasHom cucteme (BogHas
dhasa/opraHuydeckas asa). Npn aTOM MCNOMb3YIOT YaCTUYHO CMELLMBAaOLLMIACA C BOAOW NMbOo He
CMeLUNBaoLLMIACA C BOOOW OpraHMyeckuin pactTBopuTerb, NpeanodTUTENLHO YrneBoaopos, Takon
KaK TOMNyos Ui KCUnon, NnpocTomn adump, Takon Kak oubyTunosbli achmp, HO Npexae BCero
ranoreHMpoBaHHbIN YrNeBoJOPOA U3 YNCHa YKa3aHHbIX Bbllle B Ka4eCcTBe pacTBopuTenen ons
cTagum a). Fmaponua ocyLwecTBNAT NPU UHTEHCMBHOM NepemMeLLnBaHmMm obenx das ¢ MoMOLLbIO
OBbIYHbIX N8 9TUX Lener YCTPOUCTB, HanpuMep peakTopoB C MeLUankom, LMPKYNALMOHHbIX
peakTopoB MW NpeanoyYTUTensHO cMecuTenern 6e3 JONONHUTENbHbBIX NePEMELLNBAIOLLNX
npucnocobnexuii. lNo 3aBepLueHun npolecca rmaponuasa dasel pa3gensdoT U nogsepraroT
ONUCaHHOM HMXe nepepaboTke.

OcobeHHO NpeanoYTUTENBbHBIM BapMaHTOM BbINOSIHEHNSI M300peTeHns ABMASIETCA cnocob, B
KOTOPOM CTaZuIo a) MpOBOAAT B ranoreHMpoBaHHOM pacTBopuTene, pacTBOpUTENb Npu
HeoBXoANMMOCTUN YaCTUYHO yaansaoT N NONyYeHHoe coeanHeHne dopmynbl | nogsepratoT
rmaponmsy nytem o6paboTkm Nony4eHHOM Ha cTagmm a) peakLMoHHOM CMEeCU BOOAHBbIMU KMCIOTOM
U OCHOBaHMWEM.

CornacHo gpyromy BapuvaHTy rMaponu3 coegumHeHnst opmynel | ¢ nonyyeHnem
HochOHOMETUMIMMLMHA MOXHO OCYLLECTBNATb Takke depMeHTaTUBHBIM NyTeM, HanpuMep ¢
MOMOLLIbIO 3CTepasbl U HATpUnasbl.

KucnoTy unu ocHoBaHue Ans rugponusa npuMeHsoT B N0 MeHbLUEn Mepe 9KBUBaNEeHTHbIX
KonunyecTtBax, NpeanoyTUTernbHO, O4HaKo, B M3bbITke, Npexae BCEero B KONMYECTBE He MeHee 2
3KBUBAsEHTOB.

Temnepatypa, Npy KOTOPON NPOBOAAT rMAPOSIM3, HAXOAUTCA, Kak NpaBuno, B MHTepBarne oT
npunbnumamtensHo 10 go 180°C, npegnoytutensHo ot 20 go 150°C.

Ecnn X npegctaensaet cobon CH,OY, To nonyyYeHHbIn B pesdynbTaTe ruaponvaa npoaykT
Heobxoanmo eLle 1 okncnATb. [MNpyn 3TOM UCXOAAT Npexae BCero U3 coeguHeHusi, B KOTopom X
npeacraenseT cobon CH,OH. OkucneHne go pocoHOMETUNININLMHA OCYLLECTBSIIOT OObIYHbIM,
M3BECTHbIM CneumanucTam B JaHHon obnactn obpasom, Hanpumep nyTemM KaTanmTU4ecKkoro
OerMapvpoBaHnsa B MPUCYTCTBMM MEeAHbIX KaTann3aTopos.

Ecnun X npeagctaesnsieT cobon CH,QY, rae Y npencraensaeTt cobol auunbHbIA OCTaToK, TO Npu
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rMaponuse NpoaykTa U3 cTagmm a) 3TOT auurbHbIA OCTATOK OTLWENNAT ¢ obpa3oBaHMeM B
pesynbTaTe COOTBETCTBYIOLLEro coegnHeHuns, B kotopom X o6o3HavaeT CH,OH, nocne yero ato
coefiMHeHNe OKUCNSIOT, KaK yKa3aHo Bbilwe, A0 (pocoHOMETUNINULUHA.

Ecnu X npegcrtasnsiet cobon CH,QOY, rae Y npeacrasnsaet cobor ankumbHbIN OCTaToK, TO
oTwenneHne acmpa Nponcxoamnt 06bIMHO OAHOBPEMEHHO B YCNOBUSAX KUCMOTHOIO rmaponusa
npoaykta ua ctaguu a). NonyyeHHoe coeguHerne, raoe X obosHavaeT CH,OH, okncnstoT, kak
yKasaHo Bblille, 40 POCHOHOMETUNIIINLMHA.

MonyyeHHbI Npy rMaponM3e C NCNoNb30BaHMEM M30bITKa KUCMOTbl UM OCHOBaHMUSA
dhochoHOMETUNINMLUMH NpeAcTaBrneH B pacTBOPEHHOM BuAe B BogHown ¢hase. KapboHoBas
kucnota R3COOH o6pa3syeTcs npu rMaponuae ¢ UCMoNb30BaHUEM U3BbITKa KUCTOTb
HEeNnoCpeaACTBEHHO, a MPU OCHOBHOM rMApPONn3e - Nocne NOAKUCAEHUS CUNBHOW KNCITOTOW,
NpeanoyTUTENbHO A0 AOCTMXEHUA 3HavyeHusa pH<0,5. 3atem kapboHOBYIO KUCNOTY OTAENA0T
06bl4HbIM 06pa3om, HanpuMmep NyTeM OTPUNbLTPOBLIBAHUSA 3TOM KUCMOTbI, BbiNaBLUelr B TBEPAOM
dopMe B 0Cafok, NyTeM NeperoHkn UM aKCTpakuumn He CMeLLMBaloLUMMCS C BoAHOW ¢ha3on
opraHuyeckum pactesoputenem. Npu aByxdasHoM rugponuse kapboHoBas kucnota npu
onpefeneHHbIX YCNoBUSIX NpeacTaBneHa B pacTBOPEHHOM BuAe B opraHnyeckon gase. B atux
cny4vaax kapboHOBYHO KMCNOTY YAAMSIOT, OTAENSs opraHnyeckyto dasy, Nocne Yero ee MoxHo
npu HeobBXxo4MMOCTU peKkynepnpoBaThb U3 nocneaHen obblvHbIM NyTemM. Kucnoty nony4yatoT ¢
BbICOKOW CTeMNeHb0 YNCTOThI 1 ee Be3 Npobrnem MOXHO MOBTOPHO MCMOMb30BaTh ANS NONyYeHUs
coeauHenunsa cdopmynel l1l. Obpasytowmin opraHuyeckyto dady pacTBOpUTENb MOXHO BO3BpaLLaTh
B TEXHOJIOrMYECKUIA LUK U NOBTOPHO UCNOMb30BaTh Mpu NonyvyeHum coeguHeHuin goopmynsi Il
unu Ha ctagun a). MNMpeaBapuTenbHO, OAHAKO, PacTBOPUTENDb C Lienblo YaaneHus us Hero
npuMecei, Takux Kak BogopacTBOpuUMble U BOAOHEPACTBOPUMbIE CNUPThl, DEeHONb,
aMMOHMEBbIE CONY U/Unn kKapboHOBbIE KUCIOTbI, MOABEPratoT, Kak NpaBuio, NeperoHke,
KCTpaKkuun, pmnbTpaumm U/unm ynapueaHuio.

dochoHOMETUAMNLMH MOXHO OcaxaaTb, ycTaHaBnueasa pH BogHow ¢asbl Ha 3HavyeHue oT
0,5 po 2,0, npexge Bcero ot 0,8 go 1,5, Hanpumep, [oGaBNEHNEM COOTBETCTBYOLLMX KACMOThI
nnbo ocHoBaHusi, Hanpumep HCI, H,SO,4 nnn NaOH, KOH, Ca(OH),, 1 HeobsasaTenbHO nyTemM
KOHLIEHTPMPOBaHNS BogHOW hasbl n/mnn gobasneHnem BCromoraTenbHOro 0CagnTenbHOro
peareHTa, 1 nony4atb ero ((boCcPOHOMETUNTNNLMH) OBbIYHBIM 06pa3oM, Hanpumep nyTem
dunsTpauun. B kayectBe BcnomMoraTenbHOro ocaguTensHOro peareHTa npeanodTuTensHO
NCNonb30BaTb HE CMELUMBALWNIACA C BOAOW pacTBOPUTESb, TAaKoW Kak MeTaHOor, 3TaHorM,
n3onponaHor, aueToH 1 T.n. PacTBoputenn MoXHO pekynepmpoBaTb M3 MaTOYHOIO pacTeopa
nyTeM NeperoHKu 1 3aTem NOBTOPHO UCMOMb30BaTb UX.

O6pasyoLimecst Npy OMbIFIEHUN aMMUaK UK XNopua aMmmMOoHUS MOXHO BO3BpaLlaTb B cnocob
3a cyeT yCTaHOBMEeHMS Npy onpegeneHHblX YCroBUaX WenoyHoro pH u pekynepauyun ammumaka
nyTeM OTTOHKMU.

Mpy Heo6XxoAMMOCTY NOMNYyYeHHbI (POCHOHOMETUATMIULMH MOXHO O0bIYHBIM 06pa3om
obecLBeymBaTb. ATy OMNepauuio MOXHO OCYLLEeCTBNATbL NyTem 0b6paboTku HebonbLIMMMK
konuyectBamu obecLBeYMBaloLLEro cpeacTsa, HanpuMep OKUCIUTENS, Takoro kak nepbopathbl
unu H,O,, unun agcopbeHtTamu, TakKMMmn Kak akTMBUPOBaHHbIN yronb. Konuuecteo
obecLBeumBaloLLEero cpeacTa 3aBUCKT OT CTerneHn obecLBeYmMBaHns U MOXET ObITb onpeaeneHo
cneumManuctamm B gaHHonm obnactm npocTtbim nytem. ObpaboTky obecuBevmBatoLMM CPeaCTBOM
MOXHO NPOBOAWTL B NIO6OM MeCTe No 3aBepLUEHUM rMaponM3a 1 NPoCcTbiMU MeTOAaMM.
LlenecoobpasHo nobaBnaTe obecupeymBatoLLee cpeacTBO OO OCaXAEHUS
dochoHOMETUArNULMHA.

Mpeonaraembin B n306peTeHnn cnocod, COOTBETCTBEHHO KaXaylo U3 ero CTagmi Kak TakoBYHO
MOXHO OCYLLECTBMATb B HEMPEPbIBHOM, Nepuoan4eckom nnbo nonynepnoanyeckom pexvmve. B
3TMX Lensax Ncnonb3yoT 06blYHble peaKLMOHHbIE EMKOCTU, TakMe Kak peakTopbl C MeLUarnkowu,
Tpyb4yaTble peakTopbl, NPy He06XOANMOCTM C pa3MeLLeHHbIMY Nepes HAMU CMECUTENbHBIMU
YCTPOWCTBaMM UMW BCTPOEHHbLIMU B TPyBYaThI peakTop CMeCcUTENbHbIMU 3NIEMEHTaMMN.

Takum obpasom, npeanaraemolvi B u3sobpeteHnm cnocob otTnnmyaeTcsa NpocToTon B
OCYLLLEeCTBNEHNN TEXHOMNOrMYECKOro npouecca u UCNonb3oBaHNEM HeOPOrnx MCXOOHbIX
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BellecTB. HegocTaTok cnocoba 3akntoyaeTcsa nuwb B o6pa3oBaHMmn nayLiero B oTxoabl
HeopraHu4eckoro xrnopuga. YTo xe kacaeTcs 3alUMTHLIX rPYnM, a UMEHHO auunbHbIX OCTaTKOB
Tpuayundocduta dopmynsi I, To nx 6e3 npobnem MoXXHO Bo3BpaLLaTth B npouecc. Cnocob
nossonseTt nony4yate GOCHOHOMETUNTNNLNH NPU NpeaenbHO Manon NPOAOIMKUTENBHOCTH
peakumm u ¢ BbICOKMM Bbixogom 6onee 90% ncxoasa us rekcarnapoTpuasunHa dopmyrnbi 1.

Hwxe nsobpeteHne 6onee nogpobHO NOACHAETCHA Ha NpMMepax, KOTopble HUKOMM 06pa3om He
OorpaHn4MBaloT ero obbLem.

Mpumep 1

0,2 monsa Na-6eH3oaTta B yCnoBUAX, UCKMIOYAKOLWMX JOCTYN BNaru, npeasapuTenbHo
NMoMeLLaloT Npu KOMHaTHOW TemnepaType B 50 mn 1,4-guokcaHa. 3aTtemM no kannsim gobaensioT
0,0667 monga Tpuxnopuaa gocdgopa n cmech B TeveHmne 20 MuH nepemelumnsatot npu 85°C. Mpu
aTom obpasyeTcs OecuBeTHasi cycneHsus. [lanee gobaensoTt 0,0222 mons rekcarngpoTpmasmHa
6 1 cmecb NpoAomKatoT NnepemMeLllnBaTtb B TedeHne nocnegyowmx 20 muH npm 85-90°C (kugkas
CYCMEH3Ms C XOPOoLLEN NepemeLlInBaeMocTbio). 3aTeM AnokcaH oTroHAT npu 40°C B Bakyyme.

K octatky gobaenstot 100 M KOHLUEHTPMPOBAHHOM CONSIHOM KACMNOThLI U B TeYeHne 4 4
HarpeBaloT ¢ 06paTHbIM X0NnoannbHUKOM. Nocne oxnaxaeHns 6€H30MHYI0 KUCTOTY
OT(PMNBTPOBLIBAIOT, NOCHE YEro NPOBOAST NPOMbIBKY (HEOOMbLIMM KONMYECTBOM XOMNOAHOM
BOAbl) 1 cywky. ObbeanHeHHble punbTpaThl ynapuealoT gocyxa. [ns sbiaeneHus
hochOHOMETUMIMMLMHA OCTaTOK OT ynapmBaHUSA pacTBOPAOT B HEGOMNbLIOM KonnyecTse BoAbl U
ocaxpatoT Ha xonoae fobasneHnem NaOH o poctukeHus sHadeHns pH 1,5. MNMonHoe
ocaxgeHue gocturatot fobasneHneM HebonbLIOro konuyecTsa MeTaHona. B 3aBepLueHne
HochOHOMETUNINULMH OTUNLTPOBLIBAIOT M CyLlaT.

Bobixog: 10,3 r dpochoHoMeTUNrNMUmMHa (YnctoTa 95,3% cornacHo XKXBP), uto cooTBeTcTBYET
Bbixoay 91% B nepecyete Ha PCl;. B MaTo4HOM pacTBope B pesyrbTate Kpuctannusaumm
cogepxutca ewe 1,8 mac.% docdoHoMeTMRMMLMHa.

Mpumep 2

0,2 monsa Na-6eH3oata B yCnoBUSAX, UCKMIOYAOLWMX JOCTYN BNaru, npeasapuTenbHO
NMoMeLLatoT Npu KOMHaTHOW TemnepaType B 50 mn 1,4-guokcaHa. 3aTtem no kannsim gobaensioT
0,0667 monga Tpuxnopuaa gocgopa n cmecb B TeveHme 20 MuH nepemerumnsatot npu 85°C. Mpu
3TOM 06pasyeTcs becuBeTHasa cycneH3us. [lanee ounbTpyoT, UCKNOYas 4OCTyN BRaru, 1
OCTaTOK NPOMbIBAOT HeGOMNbLUMM KONMYecTBOM AuokcaHa. K dunbtpaTty, npogosikas ncknovaTb
aocTyn Bnaru, gobaensaoT 0,0222 mons rekcarmgpoTprasmHa 6 n cMecb NepeMeLLnBaloT elle B
TedeHue 20 muH npu 85-90°C. 3atem anokcaH oTroHsaT npu 40°C B Bakyyme. K octaTtky
nobaenatoT 100 MN KOHLEHTPUPOBAHHOW COMSIHOWM KACINOTLI U B TEYEHNE 4 Y HarpeBatoT C
obpaTHbIM xonoaunbHUKOM. ocne oxnaxaeHus BbiNasBLUYO B 0CaA0K OEH30MHYI0 KUCIOTY
OT(MNBTPOBLIBAIOT, @ 3aTEM NPOBOAAT NPOMbIBKY (HEHGOMNBLUMM KONMYECTBOM XONOAHOW BOAbI) U
cywky. O6beguHeHHble hunbTpaTthl ynapusaroT gocyxa. [nsa selgeneHms
dhochoHOMETUAIMMLMHA OCTaTOK OT ynapuBaHUSA pacTBOpPSAOT B HE6GOMNbLIOM KONMyecTse BoAbI U
ocaxpgatloT Ha xonoge gobasneHnem NaOH pgo goctukeHust 3HaveHus pH 1,5. MonHoe
ocaxaeHue gocturatoT gobasneHnem HebonbLIOro kKonu4ecTea MeTaHona. B 3aBeplueHue
HochOHOMETUNINULMH OTUNLTPOBLIBAIOT M CyLlaT.

Bobixog: 10,5 r dpochoHoMeTUNrNMumHa (unuctota 94,1% cornacHo XKXBP), uto cooTBeTCcTBYET
Bbixoay 93% B nepecyete Ha PCl;. B MaTo4HOM pacTBope B pesyrnbTarte Kpuctannusaumm
cogepxutca ewe 1,9 mac.% docdoHoOMeTURrMmLmMHa.

Mpumep 3

K pactBopy 0,04 mons rekcarngpoTtpuasnHa 6 B 80 mn anokcaHa go6aBnsaioT Npyv KOMHaTHOWN
Temnepartype pacteop 0,12 mona Tpuauetundocduta B 50 Mn guokcaHa. PacTtBop B TeyeHue 2
4y nepemewmnsatoT npm 100°C, nocne 4Yero pacTBOpUTENDb OTFOHAT cHavana npu 40°C npu
HOopManbHOM AaBrneHun, a 3atem B Bakyyme. K octatky gobasnsiot 100 Mn KOHLEHTPUPOBaHHOM
CONSIHON KUCMNOTbI U B Te4YeHne 4 4 HarpesatoT ¢ 06paTHbIM XornoaunbHUKoM. [lanee
peakLMOHHYI0 CMeCb yrnapusatoT gocyxa. [1nsa BolgeneHms pocpoHoMeTUNrNUUUHa ocTaTtok oT
ynapuBaHus pacTBOPSIIOT B HEOOMbLLIOM KONMYECTBE BOAbI M OCaXAAaloT Ha xonoge fobaBneHnem
NaOH po goctmxeHnuns 3HaveHust pH 1,5. NonHoe ocaxaeHue gocturaoT gobaBneHnemM
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HebonbLIOro KonMyecTBa MeTaHona. B 3aBepLueHne hpocHOHOMETUNTANLMH OTUNBTPOBLIBAOT
n cywar.

Bbixoa: 15,4 r dochoHoMeTUNrNMumHa (unctota 98,7% cornacHo XKXBP), uto cooTBeTCcTBYET
BbIxoay 76% B nepecyeTe Ha PCl;. B MaTouHOM pacTBope B pesyrbTaTte Kpuctannusauum
cogepxutca ewe 1,6 mac.% docdoHoOMeTURrmmLmMHa.

Mpumep 4

B cmecutenbHyto konby o6bemom 2 n, cHabXXeHHY0 NonacTHOW MeLlankon (C nonacTsiMu U3
TecpnoHa) n obpaTHbIM XONOAUNBHUKOM, NpeaBapuTenbHO nomeLatoT 284 r 6eH3oata aMMOHMSA
B 1000 mn 1,2-gmuxnopataHa 1 B atmocdepe a3oTa B TeveHme 30 MUH No Kannam gobaenstoT
91,5 r Tpuxnopuaa goccopa. Temnepatypa npu 3TOM NoBbILWAETCA A0 MakcumyM 36°C. 3atem
nepemelunBaHne npogosmkatoT eule B TedeHne 30 muH npu 25-36°C. [anee cmecb bunbTpytoT
Yepes HamnopHbIN HyTY-PUNBLTP 1 0cafok Ha UNbTpe elle ABaxAbl NPOMbIBalOT B aTMocdepe
asoTta gmnxnopaTtaHom nopumamm no 500 r (2054 r punsTpaTa).

®dunbTpaT NpeaBapuUTENBHO 3arpyXatoT Npu KOMHaTHOM TemnepaType B CMECUTENbHYIO KOnby
o6beMoM 2 1, CHabXeHHYI0 NTONacTHOW MeLankoi (C nonactamu u3 TedrnoHa) n obpaTHbIM
xonoguneHUKoMm, n aobasnstoT 45,54 r rekcarngpotpuasvHa 6. [Npy nepemeluBaHmmn HarpesatoT
B TeyeHune 30 muH go 80°C u npogomkatoT nepemewmsath B TedeHme 30 muH npu 80°C. 3atem
pacTBOpY AakT OCTbITb, NOCIE Yero HeNoCPeaCTBEHHO MMAPOIU3YIOT.

C 37Ol Lenbto Ucnonb3yemMble BeLLECTBa 3arpyxatT Jo3npoBaHHbIMK nopumuamm npu 130°C
n naBneHumn 8 Gap B TpybuaThil peaktop (00bemom npumepHo 600 M) ¢ pasMeLleHHbIM nepes,
HUM cMmecuTenem 6e3 AONONMHUTENbHBLIX NepeMeLLnBaroLLMX YCTPOUCTB (1265 r/u pacTtBopa
AnxnopaTtaHa 13 npegpiaywen ctagum, 207 r/v 20%-Hon HCI). MNpogomkuTensHOCTb NpebbiBaHMSA
mMaTtepuana B annapate coctaBndet 30 MuH. [epBbli (roNOBHOW) NOroH oTbpackiBatoT. [1ns
AanbHenwern nepepaboTkmn NONy4YeHHyY AByXda3Hy0 CMeCb ynaBnmBarT B TeyeHue 60 MUH.
3atem gasbl pasgensioT npu 60°C 1 BogHyto dasy ABaxdbl SKCTPaArupyroT AUXITOP3TaHOM
nopuuamm no 100 .

B kpyrnogoHHowm konbe ¢ nonacTHon MeLlankon (c ionactsaMmmn u3 TedpnoHa) cHadana
nponyckaHuem B TedeHne 1 4 notoka aszoTta npu 60°C OTrOHAKT OCTaTKU COAEPKALLErocs eLle B
BOAHOW hase gmxnopaTtaHa, nocne 4ero B TeyeHne 15 MmmH ¢ nomoubio 50%-Horo egkoro HaTpa
npu 40-60°C yctaHaenueatoT pH Ha 3HadeHune 1,0. 3aTem 06pa3oBaBLLYHOCS CYCNEH3UIO
nepemMeLlnBatoT B TedeHue nocneayowmx 3 4 npm 40°C, oxnaxgatoT 40 KOMHaTHOM
TemnepaTtypsbl, BbiNaBLWWiA B 0Cafok NpoayKT OT(PUNbTPOBLIBAKOT BaKyyM-unbTpaumen u B
3aBepLueHne npomeieaoT 150 r negaHou Boakl. [NonyyeHHoe TBepaoe BelecTBo B TeveHue 16 Y
cywat npu Temnepatype 70°C u gasnexHum 50 mbap.

Bobixoa: 54,6 r pocoHomeTunrnmumHa (Ynuctota 96,2% cornacHo XKXBP), uto cooTBeTcTBYET
Bbixoay 80% B nepecyete Ha PCl;. B MaTo4HOM pacTBope B pe3ynbTate kpuctannusaumm
cogepxutca ewwe 2,1 mac.% dhochoHoOMeTMRMmULMHa.

Mpumep 5

N3 ocTtaTtka xnopuga aMmMoHus, o6pasoBaBLLErocst Npy cnHTe3e TpubeHsoundocduta B
npymMepe 4, NpUroTaBNUBAalOT HACbILLEHHbIV pacTBOP B BoAe. TOT pacTBOP 00bEANHSIIOT C
MaTOYHbIM PAcTBOPOM B pe3ynbTaTte kpuctannuaaumm ocoHOMETUNINNLMHA COrMacHo
npumepy 4 n n3dbITKOM eaKkoro Hatpa pH ycTtaHaBnMBaloT Ha 3HaveHue 14. 3aTem ammumak
NMOTOKOM a30Ta OTFOHSAOT U3 PeakLMOHHOW CMeCcU 1 ANa aHannsa rasa yrnasnuBatoT C NOMOLLbIO
X (unctota 99%). O6beanHeHHbIE ANXNOP3TaHOBbIE a3kl U3 CTaauy OMbINIEHMS CyLaT NyTemMm
OTIOHKM a3eoTpona AuxnopaTtaH/Boda. B anxnopaTtaH NogatoT Cyxo aMmmuak 4o nosiHoro
npespaLleHns 6eH30MHON KUCNOTbl B 6eH30aT aMMOHMSA 1 06pa3oBaBLLYOCS CYCMNEeH3nto
6eH3oaTa aMMOHUS B 1,2-anxnopataHe NOBTOPHO MCMNOMb3YyIOT B MpoLecce CUHTe3a.

Bobixog (nepsbiii peunkn): 54,0 r dpochoHomeTnnrnnymHa (Ymctota 97,0% cornacHo XXXBP),
4YTO cooTBETCTBYET Bbixoay 79% B nepecyete Ha PCls.

Bobixog (BTOpoW peuukn): 55,1 r pochoHomeTunrnuuyuHa (Ynctota 95,5% cornacHo XXXBP),
4yTO cooTBeTCcTBYET Bhbixoay 81% B nepecyete Ha PCls.

Mpumep 6

Peakumio npoBogaT aHanornyHo npumepy 1 ¢ Tem, ogHako, OTAnYneM, YTo B KayecTBe
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pacTBopuTenst BMecTo 1,2-amxnopaTaHa UCnonb3ytoT HUTPOGEH30.

Bbixoa: 56,2 r dpochoHoMeTUNrNMumHa (unctota 97,4% cornacHo XKXBP), uto cooTBeTcTBYET
BbIxoay 82% B nepecyete Ha PCl;. B MaTo4HOM pacTBope B pesyrnbTate Kpuctannusaumm
cogepxutca euwwe 2,0 mac.% docdhoHoOMeTMRMMLMHA.

Mpumep 7

Peakumio npoBogAT aHanoruyHo npumepy 4 ¢ TeMm, ogHaKko, OTinyneMm, YTo B KayecTBe
pacTeBopuTens BMecTo 1,2-anxnopaTtaHa ucnonbayoTt 1,2-anxnopnponat.

Bbixoa: 54,0 r dpochoHoMeTUNrNNUMHA (YnctoTa 96,92% cornacHo XKXBP), uto
cooTBeTCTBYET Bbixoay 79% B nepec4yeTte Ha PCl;. B maTouHOM pacTBope B pesyrbTaTte
Kpuctannusauuu cogepxutcs etle 2,1 mac.% dochoHoMeTunrnmuyuHa.

Mpumep 8

Peakumio npoBogaT aHanornyHo npumepy 1 ¢ Tem, ogHako, OTAn4YneM, YTO B KayecTBe
pacTBopuTeENsa BMECTO AMOKCaHa ucnonbaytoT 1,2-guxnopataH. PochOHOMETUMIMIULMH B STOM
BapuaHTe Nony4yatoT ¢ BbIxoaoMm 75%.

Mpumep 9

Peakumio npoBogaT aHanornyHo npumepy 1 ¢ Tem, ogHako, OTAnYneM, YTO B KayecTBe
pacTBOpuTENs BMECTO AMOKCaHa UCNonb3ytoT Tonyon. PocoHOMETUNINULMH B 3TOM BapuaHTe
noslyyatoT ¢ Bbixogom 68%.

Mpumep 10: Mony4veHue doccurTa M3 KapOboHOBOK KUCMOTLI, amuHa u PCl;

0,05 mons Tpuxnopuga docdopa B 15 mn Tonyona no kannsm godaenstot npu 0°C k
pacteopy 13 0,15 monsa 6eH3orHon kucnotbl 1 0,15 mona gumeTunuumknorekcmnammia B 90 mn
Tonyona. [lanee nepemelumatoT B TedyeHne 15 muH npu 0°C 1 3aTeM ocTaBnAwT Ang
HarpeBaHWsa 0O KOMHATHOW TemnepaTypbl. Boinaswmini B ocagok ruapoxnopus
OT(PMNBLTPOBLIBAIOT, UCKNIOYAs AOCTYN Briaru, Yepes HanopHbIA HYTY-OUIbTP. XapakTepucTuku
TpuBeHsoundocduTa (Bbixoa 99%) onpeaensioT aHanmsom dunsTpaTa Metogom 'H-AMP n 31P-
AMP. Ecnu ocTtaTok, nony4eHHbI nocne oTroHKM Tonyona us ouneTtpata, pacteoputb B 0,15
mons 10%-Horo NaOH, 1o nytem pasgenenus das 1 nocneayroLlen akcTpakumern Tonyonom
MOXXHO obecneunTb pekynepaumio AMMEeTUILMKINOrekCunaMmmHa ¢ Konm4eCcTBEHHbIM BbIXOA0M.

Mpumep 11

0,2 monsa Na-6eH3oaTa npu KOMHaTHOW TemMrnepaTtype, UCKIYasa goCTyn Bhnaru,
npeaesaputensHo nomellatoT B 50 mn 1,4-guMokcana, nocre yero no kannsam gobaenstot 0,0667
mMonsa Tpuxnopuaa gpoccopa n cmeck B TedeHne 20 myuH nepemelumsatoT npu 85°C (becuseTHas
cycneHsus). 3atem gobaenstoT 0,0222 monsi rekcarngpoTtpuasnHa 1 (X obosHadaet CN) u
CMeCb NpPoJoSmKalT nepemMelunBaTh ewe B TedeHne 20 myuH npu 85-90°C (>kuakasi cycneHsus,
XOpoLLO nepemelunBaemas). [lanee gmMokcaH oTroHsaoT npu 40°C B BakyyMe, K OCTaTKy
po6aenaoT 100 MN KOHLEHTPUPOBAHHOW COMNSIHOM KACNOThI U HAarpeBatoT B TedeHne 4 4 ¢
obpaTHbIM xonoauneHUKoM. NMocne oxnaxaeHns 6eH30MHYI0 KUCNOTY OT(OMNbLTPOBLIBAIOT U
npombIBatoT (HeGonbLWMM Konu4ecTBoM Boabl). O6beanHeHHble bunbTpaThl ABaXOb!
9KCTparvpyloT Tonyornom nopuusmu no 30 Mn, LeHTpudyrmpytoT 4o 06pa3oBaHUsA Cyxoro octaTtka
1 ons yganeHus n3bblTOYHON CONSIHOW KUCMOThI eLle TpUKabl LEeHTPUAdYrupyoT ¢
ncnonb3oBaHMeM aTaHona. Tonyonosyko a3y KOHLEHTPUPYIOT M OCTAaTOK 00 bEANHSIIOT C
peKynepupoBaHHON BEH30MHON KNCNOTOMN.

[na BblgeneHns gochoHOMETUNMNULMHA U3 OCTaTKa BO4HOM ¢ha3bl NOCAEAHNA MOXHO
pacTBOpATb B HEOOMbLLIOM KONMYECTBE BOAbI M ocaxaaTtb Ha xornoge npu pH 1,0 (qo6asneHune
NaOH). NonHoe ocaxaeHne gocturaetcs gobasneHnem HeboMbLIOro KONMYecTsa MeTaHona,
KOTOPbIA pekynepupytoT U3 MaTOYHOro pacTBopa 3a cyeT neperoHku. Beixog coctasnsaeTt 91%.

PekynepupoBaHHyto 6eH30iHyto kucnoty (0,2 mons, YnctoTa Bbiwe 99% cornacHo XKXBP)
pacteopstoT B 0,2 monst 5%-Horo NaOH, nocne 4ero Bogy OTroHSAIOT U OCTATOK CyLuaT.
Mony4yeHHbIN Takum NnyTem GeH30aT HaTpPUA BMECTE C peKyrnepupoBaHHbIM ANOKCAHOM MOBTOPHO
MCNONb3YT B NpoLiecce CMHTe3a.

Bbixog (nepebiii peunkn): 90%,

BbIxoA (BTOpON peunkn): 84%,

BbIxoA (TpeTui peunkn): 88%.
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dopmyna nsobpeteHus
1. Cnoco6 nony4veHus N-docchOHOMETUNTIIMLMHA, OTIINYaIOLWMIACS TEM, YTO @) NPOU3BOAHOE
rekcarmgpotpuasuHa gopmynsi Il
e N
X M N pd

L

vl

X) (II)

B kOTOpoW X npeactaensaet cobori CN, COOZ, CONR'RZ unu CH,0Y, roe
Y npeacraensiet cobori H, anudatnyeckuii Mnm apoMaTUYECKUIA aunibHbIA OCTaTOK
unu Cy-CgankunbHyto rpynny,
Z npeactaenseT cobon H, wenoyHon metann, wenovyHodemensHeln metann, C4-Cgankun
unu apun, HeobsasartenbHo 3amelleHHbln Cq-Cyankunom, NO, nnmn OC4-Canknnom,
R 1 R2, koTopble MOryT UMeTb WaeHTUYHbIE B0 pasHble 3HaueHns, oboaHavaT H
unn C,-Cuankun,
nogsepratT B3aMMogencTemio ¢ Tpuayundgoctutom popmynel i
E (OCOR?) (TTT)

B KOTOPOW paavkansl R MoryT MMeTb MaeHTUYHbIE NGO pasHble 3HaYeHNs 1
obosHavatoT C,-Cigankun unu apun, HeobasatenbHo 3amelleHHbIn Cq-Ciankunom, NO, nnm
OC -C,ankunom, un

6) nony4YeHHbIA NPOAYKT rMApPONM3yIoT 1, ecnu X npegcrtaendaet cobori CH,OY, okucnsior.

2. Cnoco6 no n.1, B koTopoMm X npeactaenseT coborn CN nnn COOZ.

3. Cnoco® no n.1 nnn 2, B KOTOPOM R3 npeacTaBnsieT cobon deHnn, Heobs3aTenbHO
3ameLyeHHbli C4-Cyankunom, NO, unm OC4-Ciankunom, unm CHs.

4. Cnoco6 no no6omy 13 npeabiayLmx NyHKTOB, B KOTOPOM CTaguto a) MpoBOAAT B
opraHMyecKkoMm pacTtsopuTene.

5. Cnocob no n.4, B KOTOPOM B Ka4yecTBEe pacTBOPUTENS MPUMEHSIIOT ANOKCaH UIu
TeTparngpodypaH.

6. Cnocob no n.4, B KOTOPOM MPUMEHSIIOT XJTOPUPOBAHHbIA OpraHNYeCcKnii pacTBOpUTESb.

7. Cnocob no n.6, B KOTOPOM B Ka4eCcTBe pacTBOpUTENS NPUMEHSAIOT 1,2-OUXIopaTaH.

8. Cnoco® no ntobomy 13 npeaplaywmx NyHKTOB, B KOTOpoM coeanHenus coopmyn Il m i
NPYMEHSIIOT B OCHOBHOM B 9KBMBANEHTHbIX KONMYECTBAX.

9. Cnoco® no ntobomy 13 npeablaywmx NyHKTOB, B KOTOPOM coeanHeHne dopmynbi i
nony4arT B3aMMogencTBmemM kapboHOBOW KMCMOTbI hopmynbl [V
R*COOH (IV)

B koTopoli R® uMeeT 3HaueHusi, ykadaHHble B .1, UK ee conm ¢ TpuranoreHnaomM docgopa.

10. Cnocob no n.9, B KOTOPOM COSlb LLENOYHOro MeTarnna unm aMMOHMEBYIO COSlb KapOOHOBOM
Kncnotel doopmMynbl IV nogsepratoT B3anMOAENCTBUIO C ranoreHMaom gocdopa.

11. Cnocob no n.9, B kKOTOpPOM kap6oHOBYIO kucnoTy doopmynsl IV nogsepraloT B NpUCYTCTBUM
COOTBETCTBYIOLLEro aMmnHa B3anmMogencTauio ¢ ranoreHnaomM cocdopa.

12. Cnoco6 no n.9, B koOTOpoM kapOoHOBYO kncnoTy doopmynbl IV noasepratoT
B3aMMOLENCTBUIO C ranoreHmaom docdopa 6e3 ncnonb3oBaHMs OCHOBaHMS.

13. Cnocob no ntobomy 13 nn.9-12, B KOTOPOM peakL Mo NPOBOAAT B MIHEPTHOM OpraHM4YecKoM
pacTsopuTene, BbiIopaHHOM 13 rpynnbl apoMaTUYecKnX unu anndgatnyeckmx yrnesogopoaos u
XNOPUPOBaHHbIX YrNeBOAOPOLOB.

14. Cnocob no n.13, B KOTOPOM pacTBOPUTENb MO 3aBEPLUEHUN peakuun pekynepupyroT n
BO3BpALLaOT B TEXHOMOrMYECKUIA LMK,

15. Cnocob no n.1, B KOTOPOM MPOAYKT, NOMyYEHHbIN Ha CTaaun a), IMApPonM3yHoT B
NPUCYTCTBUN COOTBETCTBYIOLLEN BOOHOW KUCMOTHI.

16. Cnocob no n.15, B KOTOPOM rMAPONM3 OCYLLECTBNAT B ABYX(a3HOW CUCTEME.

Crtpanuua: 13



70

15

20

25

30

35

40

45

50

RU 2260010 C2

17. Cnocob no n.16, B kKOTOpoM hochOHOMETUNININLMH OcaXaatoT U3 BogHoW dasbl
yctaHosneHuem pH ot 0,5 go 2,0.

18. Cnocob no n.17, B KOTOPOM ocaxaeHne ochOHOMETUAMMNLMHA OCYLLECTBNSIOT B
NpUCYTCTBUM CMELLMBAIOLLIEroCcsi C BOOOW pacTBOpUTENS.

19. NMpoMeXXyTOYHbIN NPOAYKT, Nosy4YaeMbli B3aMMogencTBMEM NPON3BOAHOIO
rekcarmgpoTtpuasuHa gopmynbi Il
< /’M” ,/\M_f-’x_v

L
P (1)
#

B kKoTOpoli X npeacTaensiet coboit CN, COOZ, CONR'R? unu CH,OY, roe

Y npenctasndet cobor H, anndatuyeckmin unu apomaTnyecknin aumnbHbIi OCTaTokK
unu Cy-CgankunbHyo rpynmny.

Z npeacTaensieT cobon H, wenoyHon metann, wenovyHodemenbHein metann, C4-C gankun
unu apun, HeobsasartenbHO 3ameLlleHHbln Cq-C ankunom, NO, nnn OC4-Canknnom,

R 1 R2, koTopble MOryT UMeTb UAEHTUYHbIE NGO pasHble 3HaueHns, o6oaHavatT H
unn C,-Cuankun,

nogsepratT B3aMMogencTemio ¢ Tpuayundgoccutom popmynel i
P {OCOR?) , III

B KOTOPOW paawkans R3, koTopble MOryT UMeTb UAEHTUYHbIE NMBO pasHbIEe 3HAYEHMS,
o6o3HavatoT C4-Cygankun nnm apun, HeobasaTtenbHo 3ameLyeHHbli Cq-Cyankunom, NO, mnm
OC 4-Ciankunom.
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