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Annomauyusn.

OO0Hotl u3 8axicHenuux yeell npeonpusmus A6Jsemcs yMeHblueHue blopocos 8 ammocgepy 3a2pA3HAUUX
seujecme u nepepabomra NOOOUHLIX NPOOYKMOE, 00PA3YIOWUXCS NPU Npou3soocmee npodykyuu. HMzeneuenue
AOUNUHOBOU KUCTIOMbL U3 CIMOKO8 NO3608€M CHU3UMb 8bIOPOCHL 8 AMMOCHEPY U NOAYHUMb NPUOLLIL 34 CYem
NONYYeHUs. HOB020 BUOA CbIPbsl. AOUNUHOBAS KUCIOMA — HAUDOIee 8AdICHASL OUKAPOOHOBAS KUCIOMA, NOJYYEHHAS.
6 npomviuiienHnom macwmabe. Cnpoc Ha Hee Y8EIUUUBAEMCS C KANCObIM 2000M U3-3a4 Yeeauyenus cgep
npuUMeHeHUs.

Lenvio pabomwl sgnsiemcst uzeneuenue AOUNUHOBOU KUCIOMbL U3 600HO-KUCI020 CHOKA HpOU3600Cmed
KAnpoaakmama 0s noiy4eHuss mogapHo2o npooyKmd.

B cmamve onucanvl ocnosHble memoovl ymunuzayuu 600HO-KUCLO20 CHIOKA U CNOCOObI UCNONb308AHUS
aoununosoli kuciomsl. Ilpedcmaenenvt Memoobl 6vl0eeHUs AOUNUHOBOU KUCIOMbL U3 800HO-KUCLO20 CIMOKA
npou3600Cmea KanpoiaKkmamd.

Ha ocnosanuu sxcnepumenmanbHbix 0aHHBIX ONpeoeietbl YCA08Us, NPU KOMOPLIX 8blOeIsSemcs A0UNUHO8AS
KUCZIOMAa X0pouie2o Kauecmed.

Yemanoeneno, umo npu  evinapueanuu, u302UOPUHECKOl KPUCMALIUAYUU U  NEPEKPUCMALIUZAYUU
ROYYAemcs: aOUNUHOBAsL KUCIOMA, KOMOpAs Modcem Obimb UCNOAb306AHA 6 OdlbHelueM KK cbipbe Ol
NONYYeHUsL KOMIAEKCHBIX coedunenull. [Iposedensl sKcnepumMenmsl no onpedeieHuio pacmeopuUMoCmu 8 00e u
2MUNOBOM CRUpmMe, a makdice npogeder cpasHumenvhvili MK-cnekmpanvuviti ananuz oopazyos u aoununogou
KUCTOMbL MAPKU (Y.

Knroueevie cnoea. 600HO-KUCHBIL CMOK, YMUIU3Ayus, NIACMUQUKAmMop, aounuHogds Kuciomd,
u302UOpUYeCKas KpUCmaiiu3ayus.

Abstract:

One of the most important goals of the enterprise is to reduce emissions of pollutants into the atmosphere and
process by-products from the production process. Extraction of adipic acid from effluents allows to reduce
atmospheric emissions and make a profit due to a new type of raw material. Adipic acid is the most important
dicarboxylic acid obtained on an industrial scale. Demand for it is increasing every year due to the increase in
areas of application.

The aim of the work is to extract adipic acid from the aqueous-acidic effluent of caprolactam production to
obtain a marketable product.

The article describes the main methods of using adipic acid and methods of disposal of aqueous-acidic
effluent. Methods for the isolation of adipic acid from an aqueous-acidic effluent of caprolactam production are
presented.
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Based on the experimental data, the conditions are determined under which good quality adipic acid is

released.

It was found that during evaporation, isohydric crystallization and recrystallization, adipic acid is obtained,
which can be used in the future as a raw material for the preparation of complex compounds. Experiments were
carried out to determine the solubility in water and ethanol, and a comparative IR spectral analysis of samples

and adipic acid of the brand “h” was carried out.

Key words: aqueous-acidic effluent, utilization, plasticizer, adipic acid, isohydric crystallization.

IIpu mpoumsBonacTBe KampoiakTama Ha KAO
«A3zo1» ropona KemepoBo 00pa3yroTcsi BOIHO-KHCIIbIE
croku (BKC). Meronom nepepabotkn BKC siBisercs
CXKMIaHME B arperate Ui TEPMHUYECKOIO
00€3BpEXUBAHNUS OTXOJIOB MPOU3BOJICTBA
KalpojakTamMa ¢ 00pa30BaHHEM KaJlbIMHUPOBAHHOU
COJIBI.

Bo3MOXHBIMH ~ BapuWaHTaMU  HCIOJB30BaHUSL
BKC sgBnsgercs:

- TIOJTyYeHHE TUIACTH()HUKATOPOB;

- HU3BJICUCHHUE JUKapOOHOBOM KHCJIOTBI

(nanpumep, agumuHOBOH KucioTh (AK)).

Jns npupaHus nonuMmepaM  CrielH(UUECKHX
CBOKMCTB (MOPO30CTONUKOCTH, 3JIACTUYHOCTH M T. II.)
NpUMEHSIOT iacTudukaropsl. OTHUM U3 CrIOcO0OB
MOJTyYeHHs] IIIaCTH()UKATOPOB SBIISIETCS MepepadboTKa
qGupoB  kapOoHoBeix  kucnot  [1-3].  Takwme
TUTACTH(GHUKATOPHl HCIIONB3YIOTCS TPH IPOU3BOICTBE
TIBX-koMno3uuui, pe3unsl, IIEHOK, noauctupoia. K
HUM MIPUMEHSIOTCS 0COOBIe TpeOOBaHUS:

- TOJDKHBI OBITh HETOKCHIHBIMH;

- TOJDKHBI COBMEIIATHCS C MOJIUMEPOM;

- JIOJDKHBI 00NazaTh BBICOKOM XHUMHUYECKOH
CTOMKOCTBIO;

- JIOJDKHBI OBITh CTOMKHUMH K OKCTPAKIIUU BOJIOH,
MacliaMH, XHUpaMH 1 MOIOIIUMH CPEICTBAMH, a TaKXe
K JIeHCTBHMIO paJMalliy, CBETAa, HArPEBaHUs, IICCEHU
[4, 5]

AK (rexcanmnoBas, Cs04H10) —
KPHUCTAJUTNYECKOE OPTaHIIECKOE TBEPI0E BEMIECTRO (B
KpHUCTAIUTNUeCKo QopMe oHa OecIBETHA; B BHJE
MOPOIIIKa OHa siBIIsieTcs Oernoit) [6].

o 70% ot MupoBoro o6bpema rmponsBoacTea AK
UCTIONB3YeTCS B MMPOM3BOJICTBE BOJIOKHA HEWJIOHA 66.
Kpome »3TOrTO, OHa WHCHONB3yeTCS B MPOU3BOIACTBE
HEKOTOPBIX HHU3KOTEMIEPATypHBIX CHHTETUYECKUX

Tabmuna. 1. Cogepxanue kuciot B BKC npousBozcTBa kanposaktam
Table. 1. The acid content in aqueous-acidic effluent production caprolactam

CMa304HBIX  Macel, CHHTETHYECKHX  BOJIOKOH,
IIMTaKJICBOK, MIOJIMYPETaHOBBIX cMol,
IUIaCTU(HUKATOPOB, a TAK)KE KAK OCHOBHON KOMITIOHEHT
Pa3IMYHBIX CPeACTB Ui yaaneHus Hakumu. AK Taioke
WCTIONB3YyeTCS B THUINEBOH, (hapMareBTHICCKOH U B
TOJTUTPAQUIECKOM TIPOMBIIIICHHOCTSX [7].

[Ipemmaraemsre Metons! u3BneueHns AK u3z BKC
OCHOBAHBI Ha Pa3HBIX PU3UKO-XMMHUYECKIX CBOWCTBAX
KHCJIOT, TIPUCYTCTBYIOIIMX B cTOKe. MX MOXHO
pa3zeNuTh Ha ABE TPYTIIIHL:

1) u3BNeUeHHE KOHIICHTPHPOBAHHOTO PACTBOPA
JIMKapOOHOBBIX KHUCIOT, cojaepxkamiero AK B Bume
CMECH CIIHPTOBBIX 3(hUPOB;

2) wmseneuenne AK wu3 BKC pazmuunbiMu
OpraHUYEeCKUMH pacTBopuTessiMu [8].

Jna u3snedenus AK u3 BKC B HacTosee Bpems
MOXHO paccMaTpHBaTh BOSMOXKHOCTb MCIIOJIb30BAHHS
CJIEYIONINX CIIOCOOOB: ABYXCTAAMHHIO OKHCIICHHS
nepokcuaoM Bomopona [9]; MeTWIHpOBaHHUS
n3oruapuueckoi  kpucramnmzanumein  [10, 11];
CMEIINBAaHWE BOJHO-KHCIOTO W IIEJIOYHOTO CTOKOB
[12, 13]. Bce 3Tu cocoOBI SBIAIOTCSA IHEPTOCMKUMHU
u3-3a 601b1110TO KOJIN4eCTBa €IMHUI]
TEXHOJIOTUYECKOT0 00OpYyJOBaHHUsS W TNPUMEHEHUS
BCIIOMOTaTEJIbHBIX BeIlecTB (MIEPOKCH BOAOPOJA,
METHJIOBBIH CIIUPT).

Lenr  manHOW  paboOTHl  3aKioyaeTcss B
m3nedennn u3 BKC AK, coorBercTBytonieit
HOPMAaTHBHBIM TpeOOBaHUSM, u CHIDKEHUN

ce0eCcTOMMOCTH NpoAYKIHUU 3a CUCT YMCHBIICHUSA
KOJIMYECTBA TCXHOJOTIMYCCKUX onepauﬂﬁ, YTO BEACT K
CHUIKCHHIO DHEPro3arpar.

IKCcnepuMeHTAIbHAsA YacTh
O6paznst BKC mpowusBojacTBa  KampojakTama
oTobOpaHnsI B oTaeneHIH «OKHCICHUEe) Nepe]] mogayen

1 1
1 1
1 1
1 1
1 1
| HanMeHoBaHue KUCIOTEI Coaepxanue, Mac. % |
1 1
! AAUNTHHOBASA 8,2 !
! TIIyTapoBas 6,2 !
| IaBeseBast 2,8 !
1

| SHTapHast 2,1 |
1 1
! MaJIOHOBAs 0,8 !
! KaIlpOHOBAs!, KAIIPUJIOBAsk M KAIIPUHOBAsI 0,5 !
| YKCYCHasi 1 MypaBbUHasl 0,3 |
1 1
! MIPOIIMOHOBAs M M30MacC/IsTHAasI 0,3 !
! BaJIEpPUaHOBAs 01 !
1 1
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Tabmuua. 2. Coneprkanue KuciaoT B oopasie AK mocie BeImapuBaHust
Table. 2. The acid content in the sample adipic acid after evaporation

1 1
1 1
1 1
1 1
1 1
! HanmeHoBaHHE KHCIIOT Conepxanue, Mac. % !
' AUNNHOBANA 75,65 '
| H30BaJIEPbSHOBAs], U30MACISIHAS U IPOIUHOBAs 5,24 |
1 1
! KanpuHOBast 4,42 !
! LJIyTapoBast 3,10 !
' MaJIOHOBAs 2,12 '
i sITHTapHast 1,32 i
! KalpuioBas 1,29 !
' BaJICPbsIHOBAs 0,32 '
| KaIpoHOBAs 0,23 |
1 1
! I1aBesieBas 0,19 !
! MYpaBbUHAsl U YKCYCHasl 0,04 !
1 1

WX B LEX, IJIe CTOKU cxuraotcs. OmnpeneneH cocTan
BKC (Meroq0oM ra30-)KHAKOCTHOH Xpomatorpaduir).
B Tabn. 1 mpencrasieno conxepxkanne kuciotr B BKC
TIPOM3BOJICTBA KaIlpOJIaKTaMa.

BKC mHarpeBanu mnpu mNepeMEIIMBaHUU [0
temneparypbl 95-100°C B HIKHEW YacTH KOJIOBI H
MOJICP)KUBANIA  TEMIIEPAaTypy  pPEryJIHpOBaHHEM
MOJAYN  «CBEXKEr0» BOJHO-KHCIOTO CTOKA WJIH
orBooM BKC u3 mwxuei gactu. [locne HarpeBanus
gacte BKC Hampapmsnace Ha OXJaXICHHE NpU
KOMHATHOW TeMriepatype. B pe3ysbrare oxiaxaeHus
BBIMAJAIN KPUCTAUIbI, KOTOPhIC OT(HUILTPOBBIBAIIH,
CyIIMWIM M HaNpaBIsId Ha  Tra30-)KUIKOCTHYIO
XpoMmarorpaduio AJsi ONpEeAeiIeHHs COocTaBa CTOKa.
ConepkaHue KHCIOT B oOpasle Mocje HarpeBaHUs
npejcTaBieHo B Tadu. 2 [14].

BKC u3 HuxkHe yacTu mocTynai Ha OXJIaXACHHUE
(mo 8°C), rme mepememmBainci. B mporecce
OXJTAX/ICHUS] HAYMHAIH BHIITAJaTh OeJble KPUCTAILIEI,
KOTOpble OT(MWIBTpOBEIBaNH. [locie QuisTpoBaHUSA
4acTh KPHUCTAJUIOB TIOCTymajla Ha CYHIKYy [pH
temmeparype 90-95°C.

Maccosas gonst AK cocrasuna 97,9+0,1 mac. %.
Jpyras  4acTb  KpUCTaJUIOB  IIOCTymaja  Ha
MEePeKPUCTAIM3AMI0O B JTUCTUIUIMPOBAHHON BOJE.
[epexpucranmu3amnyst KPUCTAIUIOB MPOBOAMIACEH MIPH
TeX K€ YCIOBHSX, YTO W KpUCTaUIM3amusa. B atom
ciydae conepxanne AK B kprcTamuiax yBeIHIHUBaIOCh
110 99,5+0,3 mac. % [15, 16].

Pe3yabTaThl U 00cy:KRIEHNE

B pesysbrare HarpeBaHus IpHU NepeMeIIMBaHUN
1o temmepatypbl 95-100°C u 3aTeM OXJIQXKICHHS 110
8°C  oOpasyrorcss  Oemple  kpuctawibl.  OHHU
MaJlopacTBOpUMHI B Bozae mpu 25+0,5°C m xopomio
pacTBOPUMBI B STHIIOBOM CITHPTE.

MK-cnexkTpbl aquIMHOBON KUCJIOTHI MapKu «d»
(1) u obpasua (2)) cuumaium Ha UK-®Dypbe-
cnektpomerpe Cary 630 FTIR dupmer Agilent B
unrepsaie 4000-650 cm ! B marpuie KBr. OcHoBHbIE
4aCTOTHI MOTJIOMEHUH coeMHerui (v, cM L)

(1): 2962 (cn.), 2923 (cx.), 2879 (cin.), 2666 (ci.),

1690 (c.), 1466 (cn.), 1433 (cxn.), 1411 (cp.), 1360 (cn.),
1277 (c.), 1193 (c.), 1048 (cn.), 919 (cp.), 741 (cxn.),
696 (ci.).

(2): 2951 (ca.), 2879 (cm.), 2661 (ci.), 1690 (c.),
1466 (cxn.), 1411 (cp.), 1360 (cn.), 1277 (c.), 1193 (c.),
1048 (cm.), 925 (cp.), 741 (cn.), 691 (cim.).

B UK-cmektpax 1, 2 xapakTepHBIE IOJOCHI
noriouieHust npu 1690 u 1466 cmt CBUJETEIbCTBYIOT
0 TpPHUCYTCTBHU KapOOHWIIbHOM Tpynmel. [losockr
nortomenus pu 2962, 2879 (1) u 2951, 2879 ecm* (2)
MOJKHO OTHECTH K aCHMMETPUYHBIM U CHMMETPUYHBIM
BaJieHTHBIM Kosiebanusm C-H rpynm -CH.

BoiBoabI

B pesyabrare wu3Bnewenus AK wu3z BKC
MIPOU3BOJCTBA KalpoJakTama IOJIy4eHa aJuIHNHOBas
KHCIIOTa Xoporero kadectsa (99,5+0,3 mac. %).

yCTaHOBJ’IeHO, qTo npu HCIIOJIb30BAHU N
TEXHOJIOTHYCCKHUX Onepaunﬁ — BbITNIAPUBAHWH,
HSOFHHPHHGCKOﬁ KpUcCTallin3allu u
NEPEKPUCTAIUIN3AIMN  — TOJYYaCTCd aAWIIMHOBasA

KHCJIOTa, KOTOpash MOXET OBITh HCIIONb30BaHA B
JaJbHEHIIeM Kak ChIphe (B TOM YHCIIE IUIS TTOMYUCHHUSI
KOMIUIEKCHBIX COEINHEHHH).

Haunsiii  cmoco6 wm3Bneuenuss AK u3 BKC
TIPUBOIUT K YMCHBIICHHUIO KOJIMYeCTBa
TEXHOJIOTHYECKUX OIepalfii U He TpeOyeT BBEICHUS
BCIIOMOTATENFHBIX BEMIECTB (MEPOKCHI BOJIOPOJA,
METHJIOBBI CHHPT), 4YTO BeAeT K CHIKCHHUIO
JHEpro3arpat u ce0eCTONMOCTH.

BaaropapHoctu
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UYepxkacosoii E. B.; ra3o-xuakocTHO# XpoMaTorpapun
3aB. Kadenpoil «TeXHOIOTMH OpraHNYeCcKUX BEIECTB
n Herexumun», K.X.H., [IyukoBy C. B. u 3aB. 113J]
KAO «Azot» IIponunoii C. B.
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