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B oannoii pabome noopoono paccmampugaemca memoo cunmesa HUMpPOPeHonoe, ma-
KUX KaK 0-HUmMpoghenon u n-nHumpoghenon, ¢ ucnonb3o6anuem MUKPOKAHATbHBIX PEAKMOPO6, UMO
no3eonnem nposooums npoyecc 6 601ee KOHmponupyemwix ycnosusax. OCHOGHOU Yebio UCCe006a-
HUA A6IAEMCA ORMUMUZAUUS KTTIOUEGbIX NAPAMEMPO8 CUHME3A 017 NOGBIULEHUA 6bIX00A UENeGbIX
HPOOYKMO8, YIyuuieHUsA Ce1eKMUGHOCIU U MUHUMU3AYUU NROOOUHbIX peakyuil. B xode 3xcnepu-
MEHMO08 UMEHANIUCH MAKUe YCA06Usl, KaK 0obasienue YKCYCHOU KUCIOMbL 6 Kauecmee pacmeopu-
mens, KOHUEHMPAuuu Qenona u azomHoll KUCIOMbl, MEMNEPAMYPHbBIE PENHCUMBL RPOUECCd, MOTb-
Hble COOMHOULEHUSA PeAZeHM 06, d MAKIHCe 8PeMa peaKyul. IKCHepUMEeHmanbHble OaHHble NO38OAUTU
6bIAGUMD ORMUMATIbHBIE MEXHOT0ZUYeCKUe napamempnl, ofecneyusaroujue 6viCOKylo Ihghexmue-
HOCIb U CMAOUNLHOCHY HpoUecca CuHmesd. Imu pe3yabmamsl MoO2ym 0blMb UCHOB3IOGAHBL O/
Pa3padsomku nPOMbIUNEHHBIX MEMOO06 NOJIYUEHUA HUMPOPEHOI08 6 MUKDOPEAKMOPAx, Ymo cno-
cobcmeyem co30aHul0 Gon1ee IKONOZUYMECKU HUCMBIX U IHEPZOIPPeKmusHbIX RPOU3BOOCHIBEHHBIX
npoueccos.

KiroueBble c/10Ba: MaJOTOHHAa)KHASI XMMUS, TEXHOJIOTHS MUKPOPEAKLMHA, MUKPOQIIOUINKA, HUTPO-
(heHOoIIBI, ONTUMAaTbHEIEC TApaMETPhI, YKCYCHAs KACIIOTa
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This paper discusses in detail the method of synthesis of nitrophenols, such as o-
nitrophenol and p-nitrophenol, using microchannel reactors, which allows the process to be carried
out under more controlled conditions. The main purpose of the study is to optimize the key synthesis
parameters to increase the yield of target products, improve selectivity and minimize adverse reactions.
During the experiments, conditions such as the addition of acetic acid as a solvent, concentrations of
phenol and nitric acid, temperature regimes of the process, molar ratios of reagents, and reaction time
were changed. Experimental data made it possible to identify optimal technological parameters that
ensure high efficiency and stability of the synthesis process. These results can be used to develop in-
dustrial methods for the production of nitrophenols in microreactors, which contributes to the crea-
tion of more environmentally friendly and energy-efficient production processes.

Keywords: low-tonnage chemistry, technology of micro-reactions, microfluidics, nitrophenols, optimal
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NH:xeHepHO-TEXHUYECKHE HAYKH —

BBEJIEHME

TexHonorusi MUKpOpEeaKkuuii MpUMEHSETCS B
MaJOTOHHAXHOU U CIIELMAJIBHON XUMUU 34 CUET 3Ha-
YUTEIHHOTO YMEHBIICHUS PEaKIIMOHHOTO 00beMa U, B
CJICJICTBUE, YIIYUIICHUIO TEIUIO0OOMEHA M MOBBIIICHUIO
BBIXOJIOB PEAKIINi, U MX CEIEKTUBHOCTH U T.1. [1-5].
HutpodeHonsl HaxomaT HIMPOKOE NPUMEHCHHE B
MPOU3BOJICTBE (POTOMATEPUATIOB, KpacHUTEICH M Jie-
KapCTBEHHBIX IPErapaToB B KadecTBE MPOMEKYTOU-
HBIX TPOAYKTOB. HUTpOohEHONTBI HCHONB3YIOT I
MPOU3BOJICTBA TMECTUIUIOB, (YHTHUIMIOB, aHTHCEII-
THUKOB U B3PBIBYATHIX BEHIECTB. A TaK)K€ HCITOIB3YIOT
B AHATUTHYECKOW XHMHHU B KadecTBE KHCIIOTHO-
OCHOBHBIX MHAUKATOPOB [6].

MAaIIUHOCTPOCHHUE U TEXHOJIOIHH

OCHOBHBIM METOJOM IONydYeHus 2- u 4-
HUTPO(EHONOB B MPOMBINIJICHHOCTH SIBISIETCS IIe-
JIOUHOU TUAPONU3 2- U 4-XIOpHUTPOOEeH30M0B [7]. Ha
cxeme (1) mpencraBneHa peakys NOJTY4YEHUs] HUTPO-
(heHOTIOB TIETTOYHBIM THAPOIU30M. TaK ke M3BECTeH
cnoco0 monydeHus 4-HuTpodeHoNa HUTPO3UPOBaHU-
eM (eHoNa W MOCIEAYIOIUM OKHUCICHHEM HHUTPO30-
(dhenona [8]. JaHHBIN cITOCOO SBIISIETCS] BRICOKOCEIICK-
TUBHBIM M OPHEHTHPYET HUTPOTPYIILY MPEHMYIIeCT-
BEHHO B mapa-monoxenue [9]. B mabopatopuu, kak
MPaBUIIO, MCIONB3YIOT MPSIMOE HUTPOBaHUE (eHONa
(2) pazbaBieHHOM a30THOM KHcaoTOH. Takoi cmocod
HUTPOBaHUS ()eHOJIAa HE SBIISACTCS CEICKTHBHBIM, B
pe3yJbTaTe peakiuyu 00pazyercsl cMech OPTO- U Hapa-
autpoderoson [10].

Cl OH
NaOH

NO, NO,

OH OH OH
NO,
HNO,
5-60 °C + (2)
NO,

Knaccuueckum anmapatypHbIM O(OpMIICHU-
€M TIpolecca SBISIETCS eMKOCTHOW peakTop (komda) ¢
Merrankoit. OmHako, Bce Oobliiee BHUMAaHUE YAETs-
eTcs crnoco0y MOJyYeHUs] HUTPOCOETUHEHWUH € MO-
MOIIBIO HUTPOBAaHUSI B MHUKPOPEAKTOPaX, TaK KaK pe-
aKUUM HHUTPOBAHMS M HEMOCPEICTBEHHO IPOAYKTHI
TaKUX peakluii UMEIOT TEHIICHIINI0O K WHTEHCUBHOMY
Pa30oKEHUIO, B3pPHIBAM W YacTO SIBISIOTCS TOKCHY-
HbIMU coenuHeHusMu [11, 12]. B wuccnemoBanusix
[13-15] mokasana BbicOKas 3(P(HEKTHBHOCTH W TEp-
CIIEKTHBHOCTh  MCITOJB30BaHUSI MHKPOPEAKTOPHOTO
00OpYIOBaHMUsI HEMOCPEACTBEHHO Uil IPOLIECCOB
HUTpoBaHus. B pabore [16] ommcaHbsl mpuUMeEpHI TO-
Jy4eHUs] HUTPO(PEHOIOB KaK B EMKOCTHOM HCIIOJIHE-
HUH, TaK 1 B MUKPOPEAKTOPE MPH Pa3IMYHBIX yCIIO-
BUSIX MIPOBeNEHMs Iporecca. Tak, HanpuMep, BBIXO-
Jbl peaKkyy 10 HUTPOPEHOIaM B €MKOCTHOM peak-
TOpe cocTaBisoT He Oonee 32%, pu 3TOM MOJIBHOE
COOTHOILIEHHE (PeHOJIA ¥ a30THOM KHUCIIOTHI PaBHSJIOCH
2.0 sxBuBaneHTaM. Takue HU3KHE BBIXOJbI IIPU BBICO-
KX 3HAYEHHSX MOJSIPHOTO OTHOLICHHUSI a30THOW KH-
CJIOTHI K peHOITy 00yCIIOBIeHBI MeHee 3(h(HEeKTUBHBIM
Term1000MeHOM 1 Hea(p(heKTUBHBIM MepeMelIBaHIEM
pPEareHToB M0 CPaBHEHUIO C MHUKPOPEAKTOPHBIM HC-
MOJTHEHUEM Tporecca. ABTOPBI MOJTYEPKUBAIOT I10-
JIOKHUTEJIBHOE BIMSIHAE MaJOr0 PEaKIMOHHOTO 00be-
Ma Ha 3QPEKTUBHOCTH TEIIO0OOMEHA U MOBBIIIEHHOM
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BBIXOJIC 110 MOHOHHTPOQEHONaM, a UMEHHO O- H II-
nu3oMepam, KOTopblil gocturaer 77%, npu mpUMeHe-
HUHM MUKPOPEAKTOPHBIX CHCTEM.

Lenp naHHOW pabOTHI - SKCICPUMEHTATbHAS
ONTUMHM3ALIUS TIpoIiecca MOMyYeHUs] HUTPO(PEHOIOB B
MHUKpOKaHaJe.

OKCIIEPUMEHTAJIBHA S YACTD

Hcxonuble Matepuansl. B kaduecTBe peareHTOB
ucronb3oBanuch Genon (Pycxum, XY), a30THast KHCIOTA
(Pycxum, 65% BoIHBINA pacTBOp), BOJa JUCTUIUTUPOBAH-
Has, ykcycHas kuciota (Pycxum, XY nemsnas). [ona-
TBEp)KIECHHE Pe3ybTaroB. KauecTBeHHbIN aHAIN3 MOTY-
YEHHBIX NPOAYKTOB NPOoBOIMIM ¢ nomoupio PAMAH-
criekrpomerpur (cnexktpomerp EnSpectr R532). M3me-
HEHUsS. KOHIICHTpAIii HUTPONPOU3BOIHBIX (heHONa B
3aBHCHMOCTH OT BPEMEHH NpeObIBaHUs (IJTMHBI MHUKPO-
KaHaia) aHamm3upoBanich Y dD-criekrpomerpueii (ad-
copormst 310 mm) (GENESYS 150 UV-Vis Spect-
rophotometer). KonudecTBeHHbIM aHAIM3 MOIyYaeMbIX
H30MEPOB MOHOHUTPO(EHOJIOB ONPEACISUIN MOCPEICT-
BoM BDXKX (Cratiep, C18, MeTaHon-auxiopmeras, 6e3
TpaJieHTA).

ObopynoBanue. B kauectBe 00OpymoBaHus
UCHONB30BANINCH mmmpunessle Hacocel SP Lab 01,
tepmocTatr Lynda, MUKpOKaHajIbl IJIMHOH 6 M ¥ MUK-
pocmecutens u3 monuterpadTopatunena (PTFE) c
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NH:xeHepHO- TeXHUYECKHE HAYKH —

BHYTPEHHHMH AuameTpamu paBHbIMHU 0.5 MM (00beM
MHUKpOKaHajla COCTaBJsUT He Oosee 1.2 wmi), TepMmo-
METp XHMHYCCKHH CTCKISHHBIA  JTaOOpaTOPHBIH
(0...+100), emkocTs 15t c6opa POaYKTOB (250 MIT).

Meroauka skcniepuMmentoB. Ha puc. 1 npen-
CTaBJICHA CXeMa YCTaHOBKH, KOTOPYIO HCIIOJIb30Bal
B oKcriepuMeHTax. Inpuiel it mmpuieBsIx Haco-
coB (1) 3amonHsOT paBHEIMH 0OBemamu (o 60-100
MJI) 3apaHee MOATOTOBJICHHBIM pacTBOpoM (eHosa
(0.1 MomB) C MIPUCYTCTBHEM HIIH OTCYTCTBHEM YKCYC-
HOU KHCJIOTBI U pacTBOPOM a30THOM kucnotsl (0.11 —
0.175 MomB) ¢ pa3TUYHBIME KOHIICHTPAITUSIMH.

,/

MAaIIUHOCTPOCHHUE U TEXHOJTOTUH

PeareHThl OHOBpEMEHHO TOAAIOTCS C OJU-
HAKOBBIMH 00beMHBIMH pacxozamu (0.5 mi/muH) B
MHKpOKaHaIbI (2), COCTMHEHHBIE MHUKPOCMECHUTEIEM
(3) m3 momurerpadropaTriieHa (T-oO0pa3HBIM TpOii-
HUKOM). MUKpOKaHalbl MPEACTaBISIIOT COOOH MOu-
TeTpad TOpITHIIEHOBBIE TPYOKH C BHYTPEHHUM [Ha-
meTpoMm 0.5 MM | JUTHHOH 10 6 M.

K cBoOomHOMY KOHIly MHKPOKAaHAJIOB TOJ-
CTaBISIIOT €MKOCThb UL cOOpa MPOAYKTOB PEaKIHH.
[IpoayKThl HUTPOBAHHS TOJTYYAIOT HEMOCPEICTBEHHO
Ha BBIXOJIE W3 MHKPOKAHAIOB WIH TIO 3aBEpILICHUH
mpoliecca BHE MUKPOKAHAJOB.

Puc. 1. Cxema ycTaHOBKH, T1ie 1 — IIMPUIEBBIC HACOCHI, 2 — MUKPOKAHAJBI, 3 — TPOMHUK (MHUKPOCMECUTEh), 4 — TEPMOCTATHPYIOIIAST
BaHHA U TEPMOCTAT, 5 — EMKOCTB JUIsl cOopa MPOIYKTOB
Fig. 1. Installation diagram, where 1 — syringe pumps, 2 — microchannels, 3 — tee (micromixer),
4 — thermostatic bath and thermostat, 5 — container for collecting products

Tabnuya 1
ILnan 3kcnepuMeHTa
Table 1. Experiment plan
AcOH Tewmreparypa, "C Mo cootHomenue Ph k HNO;
- 5 11
- 5 14
- 5 1.75
- 25 11
- 25 14
- 25 1.75
- 60 11
- 60 14
- 60 1.75
+ 5 11
+ 5 14
+ 5 1.75
+ 25 11
+ 25 14
+ 25 1.75
+ 60 11
+ 60 14
+ 60 1.75
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[Ipu mnpoBemeHUM CcepUM  IKCICPUMEHTOB
BapbUPOBAJIMCH CIICAYIOLIUE [TapaMeTphl: TeMIIepaTy-
pa TEIUIOHOCUTENS B TEPMOBaHHE (OC), MOJILHOE
COOTHOIICHHE ()eHOJIa U A30THON KUCIIOTHI.

B 1abn. 1 mpencraBieH IiaH 3KCIEPUMEHTA
MO ONTUMH3AIMH Tpolecca TOoNydeHUss HUTPodeHo-
JIOB B MUKPOKaHaje Kak 0e3 UCIOJIb30BaHHS YKCYC-
HOM KHCJIOTHI B Ka4€CTBE PACTBOPHTEIS, TaK U C HC-
MOJb30BaHUEM. B X0Jie 9KCIIEpUMEHTOB TeMIepaTypa
TEPMOBAHHBI U3MEHSIACH OT 5 JI0 6OOC, MOJBHOE CO-
OTHOIIICHUE (PEHOJIa U a30THOW KUCJIOTHI U3MEHSIIOCH
B nuamasone ot 1.1 go 1.75.

MAaIIUHOCTPOCHHUE U TEXHOJIOIHH

PE3VIJIBTATBI 1 UX OBCYXJIEHUE

B Tabn. 2 moka3aHBl pe3ynbTaThl MEPBBIX 9
SKCIIEPHMEHTOB, TPOBENECHHBIX 0e3 J00aBIEeHUS VK-
CYCHOU KUCJIOTBI. MaccoBasi KOHIICHTpalus eHoa B
BOJHOM pacTBope cocTtaBisuia 87%. IlomyueHHbie
9KCIIEPUMEHTANbHBIE JaHHbIE 3aMETHO OTIMYAIOTCS
npyr ot apyra. Mcxomss w3 pesynbraToB, Hamboliee
OJIarONPHUATHBIMH YCIIOBUSIMU JJIsl TIOJTyYEHUS MOHO-
HATPOQEHOJIOB SABJISAETCS MOJBHOE COOTHOIIECHUE (he-
HOJIa K a30THOW kucnote 1:1.4 m TemmepaTtypa mpo-
necca 25°C.

Tabnuuya 2

Pe3yJIbTaTbI AJIAA CCPUHU IKCIIEPUMEHTOB oe3 IIOﬁaB.]IeHI/Iﬂ ykcyCHOﬁ KHCJI0ThI
Table 2. Results for a series of experiments without the addition of acetic acid

Ne Mous Ph Moius HNO; Moi.cootn. HNO; k Ph Tewmrr., °c Cym.Brix., %
1 0.1 0.11 1.1 60 76
2 0.1 0.11 1.1 25 77
3 0.1 0.11 1.1 5 80
4 0.1 0.14 1.4 60 77
5 0.1 0.14 1.4 25 81
6 0.1 0.14 1.4 5 80
7 0.1 0.175 1.75 60 76
8 0.1 0.175 1.75 25 76
9 0.1 0.175 1.75 5 74
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Puc. 2. 'padmk m3MeHEeHUS] KOHIICHTPAIMU TPOIYKTOB HUTPOBAHHUS (PeHOa B 3aBUCHMOCTH OT JJIMHBI MHKpPOKaHAJIa JJIsl SKCIIEPHIMEHTA
C MOJIFHBIM COOTHOIIIEHHEM (peHOa K a30THOIT kucnote 1:1.4
¥ Temmeparype nponecca 25°C Ge3 T06aBICHHS YKCYCHON KHCIOTHI
Fig. 2. Graph of changes in the concentration of phenol nitration products depending on the length
of the microchannel for an experiment with a molar ratio of phenol to nitric acid 1:1.4
and the process temperature is 25°C without the addition of acetic acid

Ha puc. 2 npencraBnensl pesynabratl Y ®-
crektpoMerpun (adbcopOims 310 HM) 1pod ¢ pasiny-
HBIM BpeMEHEeM MpeObIBaHMs (B3ATHIX Ha Pa3UYHBIX
JumHaxX MuKpokaHana ot 0.5 no 6 m ¢ marom B 0.25 M)
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JUISL OKCTIEPUMEHTA C MOJIBHBIM COOTHOILICHHEM (peHoa
K a3oTHOM kuciore 1:1.4 m Temmeparype mporiecca
25°C. Ge3 106aBIEHUS YKCYCHOI KHCIIOTBL.
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NuxeHepHO-TEXHUYECKUE HAYKH

B 1abn. 3 mokaszaHsl pe3yabTaThl BTOPOU ce-
pUHM DKCIEPUMEHTOB, MPOBEIEHHBIX C JOOABICHUEM
YKCYCHOH KHUCIIOTHI Uil CHIDKCHHS KOHIICHTpaluu
peareHTOB. B KauecTBe pacTBOPUTENS HCHONB3YeTCS
YKCyCHasl KHCJIOTa, TaK KaK MCIOJIh30BAHUE BOITHOTO
pacTBoOpa ¢ HU3KOM MAacCOBOH KOHIIEHTpanuen (peHo-
Jla HCBO3MOXXHA B BUJy 00pa3oBaHHs CycleH3uH (he-
HOJIAa B BOJIE NPW HHM3KWX KOHIeHTpammsx. [lomauga
(heHOMA C TTOMOIIBIO JO3UPYIOIIUX HACOCOB B TAKOM
Cllyyae CTAHOBUTCS 3aTPyAHUTENbHA M TMOBBIIIACTCS
PHUCK 3amupaHusl KaHAJIOB C IMOCIEAYIOIIEH MOIHOM
OCTaHOBKO# mporiecca. MaccoBast KOHIICHTparus ¢e-
HOJIa B YKCYCHOM KUCIOTe cocTaBisna 15%.

— MAIIHHOCTPOCHUEC U TEXHOJIOI'MHA

[lomy4yeHHble B DJKCIEPHUMEHTAaX JaHHBIC
MEHbIIIE OTIUYAIOTCS APYT OT ApYyra, YeM B YCIOBHUIX
C BBICOKOKOHLIEHTPUPOBAaHHBIMH peareHTamu. HMcxo-
Is U3 JaHHBIX, TOJNy4YeHHBIX B pabote [16] MoxxHO
MIPEIION0KUTh, YTO AJISI METOAA C HMCIOJIb30BAHHEM
YKCYCHOH KHCJIOTHI B KQUE€CTBE PACTBOPHUTEINS XapaK-
TepHa MOJMMEPH3aLusi HUTPO(PEHOJOB, YTO 3aMETHO
CHIJKAeT BBIXOABI 1O MOHOHMTpodeHnonam. Hcxons
W3 pe3ynbTaToB, Hamboiee OIarompusATHBIMU YCIO-
BUSIMH JIJISI TIOJTY4EHUS] MOHOHUTPO(EHOIOB € MOMO-
b0  CHJIBHOPa30aBJICHHBIX PEareHTOB SBISETCS
MOJIPHO€ COOTHOLICHHE (PeHOJIa K a30THOW KHCIIOTE
1:1.4 u Temnepatypa mpoiecca 5°C.

Taonuuya 3

PeByJ’IBTaTBI AJIAA CCPUHU IKCIIEPUMEHTOB € I[OGaBJIeHI/IeM yKC)’CHOﬁ KHCJIO0TBI

npu 1JIMHE KaHaJ1a 6™

Table 3. Results for a series of experiments with the addition of acetic acid at a channel length of 6 m

Ne Moas Ph Moas HNO; Momn.cootn. HNO; k Ph Tem., °C Cym.BbIx., %
10 0,1 0,11 1,1 60 72
11 0,1 0,11 1,1 25 74
12 0,1 0,11 1,1 5 75
13 0,1 0,14 1,4 60 71
14 0,1 0,14 1,4 25 74
15 0,1 0,14 1,4 5 76
16 0,1 0,175 1,75 60 69
17 0,1 0,175 1,75 25 70
18 0,1 0,175 1,75 5 74
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Puc. 3. Fpa(bnk HU3MCHECHUA KOHUCHTpALUU NMPOAYKTOB HUTPOBAHUA (beHona B 3aBUCUMOCTHU OT JJIMHBI MUKPOKaHaJjla Jid SKCIIEPpUMEHTaA
C MOITBHBIM COOTHOIITEHHEM (heHOMa K a30THOI KucoTe 1:1.4 u Temneparype mpomecca 5°C ¢ 106aBieHHEM YKCYCHON KHCIIOTHI
Fig. 3. Graph of changes in the concentration of phenol nitration products depending on the length of the microchannel for an experi-

ment with a molar ratio of phenol to nitric acid 1

Ha puc. 3 npeacraBnens! pe3ymnbrarel Y-
cnexktpoMeTpuu (adbcopOiust 310 HM) Ipob ¢ pasziuy-
HBIM BpeMeHeM NpeObIBaHMs (B3ATHIX Ha Pa3iMYHBIX
JUTMHAX MUKpokaHaia ot 0.5 mo 6 m c marom 0.25 m)

IJId OKCIIEPUMCHTA C MOJIBHBIM COOTHOIICHUEM (1)6-

HOJa K a30THOM kucinote 1:1.4 um temmepaTtype mpo-
0 o

necca 5°C ¢ 1006aBIeHNEM YKCYCHON KHCIIOTHI.
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Ilo rpadukam Ha puc. 4-5 MOXHO craenarhb
BBIBO/I, YTO JJIsi 00OMX CIIy4aeB JJIMHBI KaHaa B 6 M
NP CyMMapHOM pPacxojie pearcHToB 1 Mi/muH (T.e.
BPEMCHH NPEOBIBAHUS PEAKIIUOHHOW CMECH B MHKPO-
KaHane 1.2 MHHYTBI) HE OCTATOYHO JUISI TIOJTHOTO
MpEeBpaIleHHs, TaK KaK OTCYTCTBYET BBIXOJ Ha TUIATO
10 KOHIIGHTpAIUSAM JCTeKTHPYyeMbIX 1o Y®d-
CTIIEKTPOCKOIIMM HUTPONPOU3BOAHBIX (peHona. Peak-
WSl 3aBepIIaeTCsl HEMOCPEACTBEHHO IIOCHE BBIXOA
PEaKIMOHHOMN MacChl U3 MUKpPOKaHaJIa.

Brutn mpoaHamu3npoBaHbl MOTYYCHHBIC B XO-
Jie SKCTIEPUMEHTOB JJAHHBIC M IOCTPOESHBI CIICTYIOIIHE
JIBYMEPHBIbIC JUarpaMMbl ONTHMU3AIMU TIpOIecca B
paMKax JavIia3oHa BapbUPYEMBIX NapaMEeTpOB CO-
TJIACHO 3aJIaHHOMY JIN3aiiHy SKCIIEPUMEHTA.

NlByxMepHas KOHTypHas anarpamma (6es AcOH)
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Puc. 4. JIByxMepHasi KOHTYpHas iuarpaMmma Ajisl CepUU 3KCIepu-
MEHTOB 0e3 00aBICHUs YKCYCHOM KUCIOTHI B Ka4eCTBE
pacTBopuUTENA
Fig. 4. 2D contour plot for a series of experiments without the
addition of acetic acid as a solvent
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Fig. 5. 2D contour plot for a series of acetic
acid addition experiments
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JIByxMepHbIE KOHTYpHBIE AWarpaMMbl IOKa-
3bIBAIOT BIMSHHE B3aHMMOJCHUCTBHSA (PAKTOPOB (TEM-
nepatypbl U MojbHOTO cootHomienus HNO; k Ph) Ha
BBIXOJ] peakiyyu MO MOHOHUTpo(deHoTaM sl 000uX
BapHaHTOB [TIOCTAHOBKH KCIEPUMEHTa Ha puc. 4 u 5:
0e3 mobaBlIeHNs YKCYCHOM KHUCIIOTHI U ¢ ee obaBie-
HueM. B mpezacraBneHHBIX mpuMepax HanOoliee BbI-
COKHI BBIXOJl 10 MOHOHHTpO(EHOoIaM OBLT JTOCTHT-
HyT 0e3 mo0aBIIeHUS] YKCYCHON KHCIIOTHI B KadecTBE
pacTBOpUTEISI TPU TEMIIEPATYPE 25°C u MombHOM
COOTHOIICHHH (PEHOIA K a30THOM Kucnote 1:1.4. DT
YCIIOBUSI COOTBETCTBYIOT II€HTpPAIBbHOI obOmactu (c
HEeOOJIBIINM CMEUICHUEM B CTOPOHY HU3KUX TeMIIepa-
Typ) KOHTypHOH amarpammbl (puc. 4). Konrtypnas
quarpamma Ijisi 9KCIepUMEHTa ¢ J00aBIEHHEM YK-
CYCHOM KHCIIOTHI B KadecTBe pacTBOpuTens (puc. 5)
MOKa3bIBACT, YTO ONTHUMAIBHBIE YCJIOBHUS, O Bce
BUIMMOCTH, €le HE JOCTUI'HYTHI M, TAKUM 00pa3oM,
YCIIOBHS ITPOBEACHUS MIPOLIECCa MOTYT OBITh YyiIydlile-
HBl B XOJI¢ JAILHEHWIIMX HUCCIEIOBaHUI TIO0 METOAY
MOJICIUPOBaHMs JKcTepuMeHTa. [loiydeHHble naH-
HBIE€ IOKa3bIBAIOT, YTO ONTHMAJbHBIE YCIOBUS IPO-
Lecca MoJy4eHUs] MOHOHUTPO(EHOIOB ¢ 100aBICHH-
€M YKCYCHOW KHUCIOTBI B KadeCTBE pPACTBOPUTEIS
CTpeMsTCs B 00JacTh HU3KUX TEMIIEpATyp MPOBEAe-
HUS Ipoliecca, He0OXOANMO 3aX0JIaXKUBAaHUE PEaKIy-
OHHOW MAacChl JJIsl AOCTHKCHHUSI ONTUMAIIBHBIX YCIIO-
BHIl HUTPOBAHUS.

B paneHeimeM miuaHUpyeTcs H3ydeHHE KH-
HETHKH TIpoliecca MpPsSMOr0 HUTPOBaHUS (QeHoya
A30THOW KHCJIOTOH B MHKpPOKaHAJaX, a TAKXKe IpUMe-
HeHue 0ojiee CIOXKHBIX MHMKPOCMECHTENBHBIX YCT-
POHCTB U YCOBEPLICHCTBOBaHMS IpoOILEcca HUTPO-
BaHUs B MUKpOKaHajax.

3AKJIFOYEHUE

B xone paboTsl poBeneHa SKCIIEPUMEHTATb-
Hasl ONTHMU3ALMS MpoLecca MOIy4eHUs] HUTPOQEHO-
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OnTrMalbHBIME  YCJIOBUSIMH  JUIsL  TIPSIMOTO
HUTpPOBaHUs (PEHOJIAa a30THOM KHCIOTOHM B MHMKpOKa-
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pPUMEHTa SIBJISAIOTCS MPOBEACHHE cuHTE3a 0e3 noOaBs-
JIEHUs] YKCYCHON KHCIIOTBI, TEMIIEpaTypa npouecca 25
C u MombHOE COOTHONICHHH (EHOMA K a30THOH KH-
cnote 1:1.4. B Takom ciydyae CyMMapHBIN BBIXOJ[ IO
o-HUTpO(eHoIy U N-HUTpoheHomy paBeH §1%.
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