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OnTuMHU3alys THIOBOTO MPoIlecca KOHJEHCAIIMU HA pUMepe CHHTe3a N30(hopoHa B MUKPOKAaHAaJIe
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Annomauus: paboma nocesuena cnocody noayuenus uzopopona 6 mukpokauane. Ilpoeedena uucnennas u
9KCHEPUMEHMANLHASL ONMUMUAYUSL NPOYECca NOJYHEeHUs. U30(hopoHa 8 mukpokanaie. M3opopon — Henacvlyen-
HbLUL YUKTUYECKUL KEMOH, WUPOKO UCHOIbIVIOWUIICS 8 NPOMBIUICHHOCIU 8 KaYecmee pacmeopumens Humpoye-
JIIONIO3HBIX KPACOK, 4 MAKJHCce 8 Kawecmae NPOMeICymouHo2o seujecmaa 0 cunmesa opyeux coedunenuti. Cunmes
nposoounu 6 mMukpokananax. Muxpoxananvl npedcmagisiiom u3 cebs Kauanwl ouamempom menvuie 1 mm. Hx oc-
HOBHASL 0CODEHHOCMb — 03MOICHOCHb NPOBEOEHUS. PA3TUUHBIX MUNO0E8 PeaKyull, mpedyiouux 6blcoKue 0a8IeHus u
memnepamypul. 3a cuém HebOIbUI020 6HYMPEHHE20 00béMA, 8ce NPoYeccyl, NPomeKarwue 8 HUX, 1e2K0 UHMEH-
cuuyupyiomest, MOJICHO OOCmMuU2AMb GblCOKOU MOYHOCMU U dpdhexmusHocmu sxkcnepumenma. Bapvuposanuce
maxue napamempul, KaK memMnepamypa peakyuu u pacxoo peazenmos. Mcnonb308ancs HOGulil n00X00 K nposede-
HUIO 9KCHEePUMEHMA, OCHOBAHHBII HA MUHUMUZAYUU UCNOTIb3YEeMbIX NAPAMEMPO8 Pe2yIuposanus U NPAsUiIbHOMY UX
Komobunuposanuio. Taxoti nooxo0 mpebyem 6blCOKOU MOYHOCHU U 8OCHPOU3BOOUMOCHIU PE3YIbMAMO8, NOIMOMY
JYUUUM 8b100pOM O MAKUX 3A0ad AGIAIOMCE MUKPOKAHAIbL, UCHOAb3YeMble 8 OaHHOU pabome. Paspabomana
MamemMamuyecKkdas Mooeib peaKyuu, OCHOBAHHASL HA CUCNEeMAX YpasHeHuil pasHol crodicHocmu. Ilocmpoernvl
mpexmepHbvle U 08YXMePHblE KOHMYPHbIEe OUASPAMMbL, NO360JISIIOWUE BUZYATUUPOBATNL MAMEMATNUYECKYIO MOOEb
npoyecca. YcmanogieHvl HAUryyulue mexHoai02uieckKue napamempvl npoyeccad.

Knroueswie cnosa: mexnonozus MquopeaKL;mZ, MSO(Z)OPOH, ONnMuMAalbHble napamempbsl, MamemamuiecKasl mo-
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Abstract: the work is devoted to the method of obtaining isophorone in a microchannel. Numerical and experi-
mental optimization of the process of obtaining isophorone in a microchannel has been carried out. Isophorone is
an unsaturated cyclic ketone, widely used in industry as a solvent for nitrocellulose paints, as well as as an inter-
mediate for the synthesis of other compounds. The synthesis was carried out in microchannels. Microchannels are
channels with a diameter of less than 1 mm. Their main feature is the possibility of carrying out various types of
reactions requiring high pressures and temperatures. Due to the small internal volume, all processes occurring in
them are easily intensified, high accuracy and efficiency of the experiment can be achieved. Parameters such as
reaction temperature and reagent consumption varied. A new approach to conducting the experiment was used,
based on minimizing the control parameters used and combining them correctly. This approach requires high ac-
curacy and reproducibility of the results, so the microchannels used in this work are the best choice for such tasks.
A mathematical model of the reaction based on systems of equations of varying complexity has been developed.
Three-dimensional and two-dimensional contour diagrams are constructed to visualize the mathematical model of
the process. The best technological parameters of the process have been established.

Keywords: technology of microreactions, isoforon, optimal parameters, mathematical model
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Beenenne KoHJeHcarmen 1Byx Monekyn auerona (C3Hg0) ¢

N30(opoH SIBISIETCSI  MPOMBIIICHHBIM ~ XHMHUYE-
bop p oOpa3oBanueM auaneroHosoro cnupta (C, H,, 0, ).

CKAM BEIIECTBOM, MPEACTaBISIONIMA W3 ceOs HeHa-

CHIIICHHBIN IHMKIMYecKuii ketoH []. M3odopon wuc- (1)

TOJIB3YETCSI B JTAKOKPACOYHOU MPOMBIIIICHHOCTH KaK Jlanee, BBUIY KaTaJIUTHYECKUX YCIOBHH (C wC-

BBICOKOKHITSIIINA PacTBOPUTEND A (PU3MUYECKH BBI- nosib3oBaHueM runpokcuaa kamus: KOH B kadectse

CYIIMBACMBIX KPAaCOK M KPAacOK TOpsYedl CyIIKH, a KaTalnu3aTropa) TOT CIUPT OBICTPO 0OE3BOKUBACTCSI

TaKXe JJIsl CHHTe3a HEKOTOPBIX OPraHW4YeCKUX COeNlu- no mesurunokcuna (Cg H, o 0).

et 121 CoH120, Si CoHyo0 + H,0
OCHOBHOW METO/I TIPOU3BOZACTBA N30(hOpPOHA — 3TO 2

)uakodasHas CcaMOKOHJIEHCAllMs, W3BECTHAs Kak Me3uTniIoKCH T MOKET KOH/IEHCHPOBATLCS C alle-

nporecc 1lonsBena [3], B OCHOBHOM KaTaau3HUPYeTCs TOHOM ¢ 00pa3soBaHHeM H30(POPOHA JHHEHHOTO 1H1o-

C HUCIOJB30BAHUEM TI'OMOI'CHHBIX IICJIOYHBIX KaTaJln- HO(I)OpOHa’ KOTOpBIN 6BICTpO [URIA3YCTC € 06pa30-

3aTOpPOB, B OCHOBHOM BOJIHBIX PACTBOPOB I'MIPOKCH/IA BanneM msopopona (CoHy40) B ABYX M30MEPHBIX
HATPHSI WK TUIAPOKCHIA KAJTHS. (dhopmax, 0003HaUeHHBIX ¥ Boabl H20.
[Mpouece monydeHust U30pOPHA COCTOMT M3 Clie-

IYIOIIUX CTaaui: IeToYKa PeaKIuidi HHUIUUPYETCS

C3;HgO + C4H,,0 S CoH,,0 + H,0

®)

[TepexpecTHast KOHJEHCAIUS MEXKIY Pa3IMYHBIMU 00pa3oBaHMI0 TPOJYKTa pas3NoXKeHus Hu30(opoHa:
KETOHAMH — alleTOHOM U H30()OPOHOM — MPHUBOIUT K HM30KCHUJIMTOHA.

CoH,,0 + C;HO ‘:.’,:Zé C»H,,0+H,0 @)

Kpome TorO, NBE MOJIEKYJIBI ME3UTHIIOKCHIA MO- 0aBJIAIOT OTACJIbLHO, MOMEHT Hayajla Peakiliu CUMTa-

TyT JIOMOJHUTEIHFHO KOHICHCHPOBATHCSA C 00pa3oBa- 0T nobapienne meénoun. B pabore [6] 6611 paccMoT-

HUEM KCHJIUTOHOB [4]. peH crnocob monydeHus n30(opoHa B MHUKPOKAIHII-

k9 JSPHBIX KaHajgaX. [IpeuMylecTBa HCIOIb30BAHUS

®)

MUKPOKAIWIISIPHBIX KAHAIOB CIACAYIOIINE:
Kiaccuueckoe ammaparypHoe odopMiieHHE IIpo-

1. HeGomnbuioli 00bEM peakMOHHONW 30HBI, IO3BO-
1ecca — 5TO aBTOKJIAB C MEMIANKOH [5], menous no- . .
JAIOINUEI yCTaHOBUTH N30TEPMHUYECKUI IIPOLIECC.
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2. Kak cnenctBue, BBICOKash KOHTPOJIHPYEMOCTD
npoliecca u BO3MOXKHOCTb €0 HHTEHCH(DUKAIIH.

3. VmpoieHHOE TepeMenInBaHiue C ITOMOIIBIO
muddy3un B MaIbIx 00bEMax KUAKOCTH. JJaHHBIN THIT
CMEIICHUST HEOJMHOKPATHO TMOKa3aid CBOIO 3((HEKTHB-
HOCTB JIJIT MUKPOKAHAJIOB [7].

4. BO3MOXHOCTH MAacCIITAOUPOBAHUSA JAHHOTO
nporiecca [6]

5. Taxxe BBHIY HEOONBIIMX TUAMETPOB, B MPO-
T[ecce MoJIa4yM KUIKOCTH CO3/Ial0TCs OOJNBIINE JaBIe-
HUSI, 9TO TAKXKe YJOBIETBOPSET TPEOOBAHUSAM JTAHHON
peaxuy.

6. Ucxons u3 BBIIETIEPEYHCICHHOT'O, MUKPOKaHa-
bl TIO3BOJISIIOT YBEJIUYUTH BBIXOJ] MPOJAYKTA U CEIeK-
TUBHOCTHh MCXOJHBIX PEarcHTOB, a TaKKE 3HAYUTEIIb-
HO YIIPOCTUTH MPOBEACHUE PEAKIIHU.

CeneKTUBHOCTh PEareHTOB ONPEAENIeTCs] cMellle-
HHUEM, a TPOJOJDKUTEIBHOCTh B3aUMOACUCTBHS KOM-
MIOHEHTOB, OOYCIIOBJICHHAs JJIMHOM KaHalla WM pac-
XOJIaMH PEareHTOB 00YCIIaBIMBACTCSI KWHETHYECKUMHU
0COOCHHOCTSIMH peakuuu. [lpu w30BITOYHON IMHE
KaHaja B pe3yJbTare OOJBIIOr0 KOJIHYECTBA MECTHBIX
CONPOTUBJICHUH [7] B MPOTOYHOM KAaNWUIIPHOM pe-
akTope (MUKpOKaHaje) HaOIltoJlaeTcsl 3aKylmopKa Ka-
nana [8-10].

Uenr manHOW pabOTHI - ONTUMU3AIMUS TpoIecca
noJTydeHus] 130)OpOHa C TIOMOIIBI0 HOBOTO ITOAX0]IA
K IUIAHUPOBAHHUIO OJKCIIEpUMeHTa. J[aHHBIA MOAXO
TpeOyeT BBICOKOH TOYHOCTH TOJYYEHHBIX Pe3ysbTa-
TOB, 4TO 00yCIaBIMBACT UCIIOJIb30BAaHHE MUKPOKaHA-
JIOB JIJISL IOCTIOKEHHS TPeOyeMOoro pe3ybrara.

MaTtepuaibl 1 METOABI HCCAeTOBAHUM
Hcxoouvie mamepuanwvl

Aneron, x.4. (PYCXHUM), ruapokcua HaTpwus,

10%-ub1it BogHbIH pactBop (PYCXMM), nuameroHo-

BB crupT, X.4. (XUMMe), Bojla JUCTUIMPOBaHHAS
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PYCXUM mo I'OCT P 58144-2018, asor, o.c.u.
(ITpomras), BeIcOKOTeMIlepaTypHoe Macio [IMC200
(PYCXUM).

Memoowl usmepenutl

[loaTBepkeHre TOMYYEHHS IMPOMEKYTOUIHBIX
NpoayKTOB ¢ nomoibo IMP-ciektpockonuu. Komnu-
YECTBEHHbIE COJEP)KAHUE TOJIy4aeMOro IMpOAYyKTa B
peakMoHHON Macce ompenensau nocpeactsoM KX
[Kpucramn 5000, HacamodHass KOJOHKa, 15 MeTpoB,
KaTapoMeTp].

Obopyoosanue

MUuUKpOKanWIISPHBINA NIPOTOYHBIA PEAKTOP, IpEel-
CTaBIAOIMNHN 13 ceds kamwuip 1/16 mroiima, ¢ BHYT-
peHHuM nuamerpoMm 0,75 MM, WIIpUIIEBOM Hacoc
SPLab01 (06wém mmpuia 150 mi1.), BeIcOKOTEMIIEpa-
TypHas Meyb JJIs HarpeBa, KOHTPOJUIEP TeMIepaTyphl
TPMI1.

Memoouka

[IpenBaputensHO OBUIM MPUTOTOBJICHBI PEareHTHI:
111 mn. anerona, 35 mul. BOABI JUCTHILTUPOBAHHOM,
3.5 mn. 10%-ro pactBopa HatpueBoi mémoun. Ilocme
MepeMenTuBaHis BCEX KOMIIOHEHTOB, OHHM OBLIH TIO-
MeIIeHbl B INIPHIl HAacoca IS JTANbHEHIel TpaHC-
MOPTHUPOBKHU.

Texnomornyeckast TMHUA TpeAcTaBieHa Ha puc. 1.
TexXHOMIOTHYECKHI MpOoLecC 3aKII0YaeTCs] B CIAEAYIO-
IIEeM: UCXO/HbIE KOMIIOHEHTHI MOAAI0T U3 IIMPHUIIEBO-
ro Hacoca 1, MO3BOJISIONIETO OOECIIEYNTh IMOTOK Oe3
MyJbCalHi, B KBapUEBYIO TPYOKY 5 ¢ HaKpyUEHHBIMHU
BHYTPH MHUKPOKANMJUIIPAMHU M3 HEPXKAaBEIOLIEH CTaIu
2 (BuyTtpennuii nuamerp 1 mm). TpyOka 5 pacmoio-
’)KEHa B MPOTOYHOM mneuu 6, ocHameHHou IIM/I-
perynsaTropoM Temneparypsl 7. B nanpHeilmem peak-
LMOHHAsi Macca IOCTyNaeT B TEMJIOOOMEHHUK 3 ¢
LUPKYJIUPYIOIIMM  XJIaJareHToM (Temreparypa -5
rpaxycoB Llenbscust), mocie 4ero oxaaxAaEHHYI0 CMECh

[IO/IAI0T B EMKOCTH I COOpa MPOAyKTa 4.
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Puc. 1. Cxema ycTaHOBKH HOIY4YCHUS U30(OPOHA B MUKPOKATMILIAPAX.

Fig. 1. The scheme of the installation for obtaining isophorone in microcapillaries.

IIpu  mpoBemeHWHM  cepUH  IKCIEPUMEHTOB

BapbUpPOBAJIOCH CJIICAYIOIUC MapaMETphl: TEMIICpa-

typa (t, °C) u pacxon (F, mi/mun).

Ha puc. 2 u B Tabn. 1 mnpexacraBieH IUIaH

OKCIICPUMEHTA 10 OINITUMH3AlMU IPOIECCa MOJIYUCHHUA

POAYKTa B MUKpPOKaHaJe.

fmox +— @ $
fave | ®
fmim + &
mir L
! ! . =
-
u T i g g
LAY L T o = L

Puc. 2. [InanH skcriepuMeHTa.

Fig. 2. The plan of the experiment.

Pe3ynabTaThl 1 00CyKICHAS

B tabnuue Hmwke (Tabn. 1) mokazaHbl Pe3yJIbTaThI
NEPBHIX 6 SKCIIEPUMEHTOB, MOJIYUYEeHHBIE B PE3yJIbTaTe
peakuuu B MUKpokaHanax. lomyueHHble B 3KCHEepH-

MCHTAax OTKJIHMKH 3aMCTHO OTJIMYAarOTCA. IIBa OKCIIC-

47

PUMCHTA, COOTBCTCTBYIOIIIHC I.IeHTpaJ'IBHOﬁ TOYKEC aa-
JI1 OJWHAKOBBIC PE3YJIbTAThl, YTO YKa3bIBACT HaA OT-
CYTCTBUC LlIyMa B CUCTCMC. Tem He MeHee AJI TIOJTy-
yeHHs 00Jee KaueCTBEHHBIX PE3yJIbTAaTOB 1'[0Tp660Ba—

JIUCh NONOJJHUTCIIbHBIC SKCIICPUMCHTBI.
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Tabmuna 1
IInan OKCIICPUMEHTA JJId IIOCTPOCHUSA MaTeMaTHUYEeCKOM MOOCIN.
Table 1
An experiment plan for building a mathematical model.
Howep t, °C F,n/Mus | BbIxom, MOIb/M° OFsém peakumon- Dpens
PDKCIIEPUMEHTA HOH 30HBI, MJI peObIBaHMS, C

1 165 1 5 1.96 117.6
2 165 2 4.5 1.96 59
3 175 1.5 6.5 1.96 78
4 175 1.5 6.5 1.96 78
5 185 2 6.75 1.96 50
6 185 1 7 1.96 117.6

Co3maHa MareMaTH4ecKasi MOJENb, OTpaXKaroliast
3aBUCHUMOCTb MEXIy 3apaHee ONpeACiICHHBIMHU (ak-
TOpaMH U KpuTepreM «BBIXo[ KOHEYHOro MPOAYKTay.
K mpounm ocoOeHHOCTSM TOBEPXHOCTEW OTKIIMKa
OUYEBHIHO OTHOCHUTCS IOBBILICHUE BBIXOJA MPOAYKTA
Ipy yMEHBIICHUH BPEMEHH NPEeOBIBAHUS PEarcHTOB.
3aMeTHO TakXKe, YTO Ha 3HaYeHHE BBIXOJla OKa3bIBAET
SHAYUTCIIBHOC BJIMAHUC BBICOKas TEMIICpATypa IMpo-

mecca.

AHanu3 OTKJIMKA MO0 KOHLEHTPALMK IPOLYKTa BBI-
SIBUJI CYILIECTBEHHYIO B3aUMOCBSI3b MEXIY (haKkTOpaMu
«BBIXOI-TEMIIEpaTypay, U «BbIXOX — pacxom». I'pa-
(UK MaTeMaTHYECKON MOAEIH IOKa3bIBACT BIIUSHHE
B3anMOJecTBHA (DaKTOPOB Ha peakiuio (puc. 3).

YpaBHEHHE MaTEMaTUYECKON MOJENH CIEAYIOLIEE:

z=a*x*+b*y*+cxx+d*y+e
rze, Z — BBIXOJ MPOAYKTa, X — TeMIlepaTypa, Yy — pac-

XOJI peareHTos, a, b, ¢, d, € — kosdduieHTs!. 371€6CH,

a=—411,b=1.64+10%c =144+ 10*d = —4.93+10* e = —1.22 * 10°.

[orpemHocTs Monenmu — 2%.
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Tpéxmepnas quarpamma npouecca

N
(=

6.4

58

5.1

Konuenrparus apojayKra, Ma/m3

1860 09

Puc. 3. Bnusinue mapaMeTpoB Ha BBIXOJ HPOIYKTA.

Fig. 3. Influence of parameters on product output.

Hcnone3oBaHne JAaHHOTO METOAA MO3BOJHUT OIpe- pacxonge. OTH YCIOBHS COOTBETCTBYIOT HIKHEMY

JISJIATH HAWIy4IINe BO3MOXKHBIE YCIIOBHS peakiuu. B MpaBoOMYy YIJIy KOHTYPHOM AuarpaMMsel (Ha TpaHuUIe

MPENCTAaBICHHOM IPUMEpPE CaMblii BBICOKHI BBIXOJ yCIIOBUH 3KcIiepuMeHTa) (puc. 4).

OBUT IOCTUTHYT NIPU BBICOKOW TeMIIepaType U HU3KOM

_,BYXMepHas KOHTypHas Anarpamma
6.821
6.643

o
E=
(=]
=
M

18
6.286

6.107
5.929
5.750
5.571
5.393
5.214
5.036
4.857
4.679
4.500

=
=2}

Pacxon, mn/MuH
=
I
KoHueHTpauwa npoaykTa, Ma/m3

1.2

1.0 T T T
165.0 167.5 170.0 172.5 175.0 177.5 180.0 182.5 185.0

TemnepaTypa, °C

Puc. 4. Koarypnas nquarpamMmma mpoiiecca.

Fig. 4. Contour diagram of the process.
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KoHnTypHast muarpamMma TakkKe IMOKa3bIBaeT, YTO [TosrydeHsl cnenyromuye pe3yinbTaThl: CO3aHbl Ma-
ONTUMAJIBHBIC YCJIOBUS, TI0 BCEH BUAMMOCTH, €IIC HE TEMaTHUYECKUE MOJICIH MpoIecca B BUJE TPEXMEPHBIX
JIOCTUTHYTBl M, TaKUM OO0pa30M, pEe3yJIbTaT MOXKET U JBYXMEPHBIX KOHTYPHBIX JHarpaMM Ipolecca.
OBITH YIIy4IIIEH C TIOMOIIBIO JATbHEHIINX HCCIIe0Ba- Hamnbonee ontnmanbHbIe TapaMeTphbl ISl TEKYIIEro
HUH 110 METOY TUIAHUPOBAHUS SKCIIEPHMEHTA. polecca — MUHUMAaITbHBIH pacxon (1 mMi/MuH) 1 Mak-
BriBoabl cumanpHas Temmeparypa (185°C). Monenp Takke
B pabote mpoBeneHa onTHMHU3aNKMs MpoIecca Mo- MOJXKET OBITH YITydIlIeHa MyTEM MPOBEACHHS JTOTIOTHH-
mydeHust n30(popoHa B MHKpPOKaHAlle, a TaKXKe BBISAB- TETBHBIX SKCIIEPUMEHTOB BHYTPH 3aJaHHBIX 3HAUCHHN
neHsl Hanbonee 3pQeKTHBHBIE TapaMeTphl Mpolecca. Y pacUINpeHus TPaHULl BApPbUPOBAHUS TAPaMETPOB.
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