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CHHTEe3 Ha KOMMNNEKCHU ecTepu Ha AMKapGOKCMHOBM KUCesnmmHu
C NMNOJINAKUIIeHIMTUKOJIN, KaKTO U eCTepUu Ha HEeONMeHTUIINoNIMonun
Cc MOHOKGPGOKCMHOBM KUCennHu

OumnTbp Maeno., HuHa MocnoanHoBa, CtedaH Kepekos

Synthesis of complex esters of dicarboxylic acids and polyalkylene glycols as well as esters of
neopentylpolyols and monocarboxylic acids: The paper presents technologies of obtaining complex
esters of dicarboxylic acids and polyethylenglycol-200 as well as complex esters of neopentylpolyols and
monocarboxylic acids. The obtained esters meet the requirements of ISO 15380/2005 and GOST 13076-86
about motor and hydraulic synthetic oils of ester type.
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BBbBEOEHUE

Macnara oT ectepeH Tn NpeAcTaBnaBaT CbLECTBEHA YacT OT CUHTETUYHUTE Macna
W HamupaT LWWPOKO MpuUIoXeHne nop dopmara Ha CMas3o4YHU MPOAYKTU C  Hawk-
pa3Hoobpa3HO MpeAHa3Ha4YeHue 3a XWApPaBVYHW, MOTOPHW, TPAHCMUCKUOHHM W KOMMpe-
copHU macna. M3nonseaT ce 3a cMa3o4yHO-OXNaxaaLluy TEYHOCTU, 3a NPUCaaKM KbM Apyru
macna, KaTo MacrneHa OCHOBa 3a MNacTUYHM CMa3Kku, 3a NnacTudUKaTopu Ha NonMBUHUI-
xnopwg v gp. [1,3].

CVHTETUYHUTE eCTepHW Macna npuTexasaT OTMIMYHM CBOWCTBA KaTo MpeBb3XoxaaT
MWHepanHuTe macrna Mo MHOro MokasaTenu: CMa3oyvHa CnOoCOGHOCT, BUCKO3UTETHO-
TemrnepaTypHW CBOWCTBA, HUCKOTEMMEepaTypHW XapakTepuUCTUKW, HUCKa WU3NapsiemocT,
npeav3BUKBaT NO-Marnko oTnaraHusi, No-MKOHOMWYHU ca u ca buopasrpagumu [2,4].

U3NOXEHUE

1. MeToauMka 3a NnpoBexAaHe Ha CMHTE3 Ha ecTep OT TPMMETUIONMNPONaH u ne-
naproHoBa KuceriMHa (HeoneHTUNNONMOI U Kapbokcunosa KucenuHa)

1.1. Peaktusu n anapartypa

TpumeTtunonnponaH - ,Perstorp“- LUBeuus; MNeHntaeputpurton — ,Perstorp“- LLBeuus;
[MenaproHoBa (HoHaHoBa) kucenuHa — ,Sigma Aldrich“- CALl; Hatpues kapboHaTt -
«[eBHs» - bbnrapus; TonyeH — ET «bopoH», «Jlykonny» - Bbnrapusi; 2-eTunxekcaHon —
«Jlykonny» - Benrapus; TiCl, - Fluka, LWeenuapus.

Tetpaoktuntutanat (TOT) e nabopatopHa npoba, nNonyyeH 4Ypes peakuus Mexay
TiCls n 2-eTnxekcaHon, NpoBeAeHa Npu cTaiHa Temnepartypa, B cpefia oT a3orT.

XUMUYHUTE peakuum ca NpoBexAaHu B nabopaTopHU yCrOBUSI B CTbKIIEHA TPUIbp-
neHa konba ¢ o6em 1 dm®, n3nonseaH e obpaTeH XMafHWK U HacTaBka Ha [uH 1 CTapk.
TemnepatypaTa e criefieHa ¢ TepMoMeTbp ¢ TouHocT 1°C.

1.2. Peuentypa
TpumeTtunonnponaH — 147g ¢ 10% n3nuWbK;
MenaproHoBa kncenuHa — 474g;
TonyeH — 50ml B kon6ata n 50 ml B HacTaBkaTta Ha OuH n CTapk;
Katanusatop TOT — 1,8 g n nemasa.

1.3. TexHomnorns 3a npoBexaaHe Ha CuHTe3a

B peakLUMOHeH Cb, HanpuMep TpurbprieHa konba ot 1dm?®, ce NocTaBAT Ao3upaHuTe
BeLLleCTBa, CbrMacHo ropenocoyeHaTta peuentypa. CmecTa ce HarpsiBa Ha 3akpuT KOT-
NOH B MHepTHa aTMocdepa OT a30T, Ha obpaTeH xMagHUK ¢ HacTaBka Ha [IuH n CTapk 3a
cbbupaHe Ha obpasyBalyata ce npu peakumaTa Boga. Buaumo otaensHe Ha Boga 3anou-
Ba npyu TemnepaTtypa 140+150°C. CTEXMOMETPUYHOTO KONMYECTBO BOAA, KOSITO TpsibBa fa
ce oTAenu B pesynTtar Ha peakuuaTta e 3 mol unu 54 ml.
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C HanpeaBaHeTO Ha NpoLeca TeMnepaTtypaTa ce nosuLLaBa NnaBHO, 3a Aa AOCTUTHE
B Kpas Ha npotieca ao 210°C. XenatenHo e T [a He HaaBuLLaBa Ta3n CTOMHOCT C Lien aa
ce n3berHe gecTpykumaTa Ha ectepa. 3a Kpas Ha peakuuaTa Mexay TPUMeTunonnponaHa
W KUCEnUHaTa ce Cbau Mo KONMMYECTBOTO OTAENeHa BoAa U A0 AOCTUraHe Ha NOCTOSIHHO
KMCENUHHO Ymncro. OBMKHOBEHO NPOABLIPKUTENHOCTTA Ha npoueca e 6+7 yaca.

Cnep kaTo U3CTUHE CYpOBUSIT eCTep 3a HeyTpanuanmpaHe Ha OCTaTbYHUTE KUCEMUHM
crneaBa npoMuBaHe ¢ 2%-eH BOAEH pasTBOp Ha HaTpueB kapboHaT. Cnep npectosiBaHe
Ha npoAykTa B AenuTenHa dpyHus 4+5 yaca JONHWUAT MacneH Crnoi ce oTAekaHTupa, cneg
KOETO TOM Ce NPOMMBa C ropella Boga B CbOTHOLLEHWe ecTep:Boga = 2:1 go pH=7 Ha oT-
nagHUTe BOAM.

MocnegHuAT eTan OT mpoueca BKYBa BakyyM-AecTunauumsi B MHEpTHa cpeda npwu
MakcumarHa Temnepatypa 195+200°C. MocrenoBaTenHo ce oTAeNsT BOAaTa, TONyeHbT U
M300KTaHONBbT. MpouechbT npoabmkasa 1+1,5 yaca [o nonyyYyaBaHe Ha BUCTBLP ecTep CbC
CBETINO XbNT UBAT C XenaHa nnaMHa TemnepaTypa u BUCko3uTeT. MonyyeHnsT kommnnek-
ceH ecTep ce counTtpysa npu 100°C.

MonyyaBa ce ecTep Ha menaproHoBaTta KUCenuMHa ¢ TPUMETUNONNponaH, NpuroaeH
3a 6as3oBu ecTepHu macna. [Jobmns 93-95%.

2. MeToguka 3a npoBeXxaaHe cUHTe3a Ha 6a3a agunuHoBa UNu cebalMHOBaA KuU-
cerfinHa U NoNMeTUNeHrnMKon ¢ MornekynHa maca 200 nnu 400

2.1. PeaktuBu 1 anapartypa

1,6-xekcaHamoBa (agunuHoBa) kucenuHa - BP Amoco, Benukobputanus; 1,10-
nekaHanosa (cebaumHoBa) kucenuHa - BP Amoco, Benvkobputanus; MNonnetuneHrnnkon
¢ monekynHa maca 200 unm ¢ monekyrnHa maca 400 — ,Rokuta S.A.“ - MNonwa; ETunenrnu-
kon— Jlykonn“ - Bwnrapus; 2-etunxekcaHon - ZAK, Monwa; TiCls (4.3.a.) - Fluka, LBen-
uapusi;

TeTpaokTunTuTaHat e nabopatopHa npoba, nony4deH vpes peakunsa mexagy TiCls n 2-
eTUnxeKcaHor, NpoBeAeHa Npu cTanHa Temneparypa, B cpefia oT a3or;

TICI (4.3.a.) - Veb Jenapharm - Laborchemie Apolda, "'epmanus; TICI; (4.3.a.) -
Aldrich, CALL; AICI3 (4.3.a.) - Fluka, LLiBeniuapus; TonyeH - ET "BopoH", Bbnrapus.

XVMUYHUTE peakuun ca NpoBeXaaHn B rabopaTopHM YCNOBUSI B CTbKIEHA TPUIbp-
neHa konba ¢ obem 1 dm3, n3nonseaH € obpateH xnagHuk u Hactaeka Ha OuH n CTapk.
TemnepaTypata e criefieHa ¢ TepMOMeTHP ¢ TouHocT 1°C.

Mo Bpeme Ha cuHTE3a ca B3emMaHu Npobu 1 € onpeaensiHO KUCENMMHHOTO YUCIIO Cbr-
nacHo BAC 1752:1988.

2.2. Peuentypa
MornHOTO CbOTHOLLEHNE Ha U3XOAHUTE NPOAYKTU € KakTo crieasa 2:1:2.
AavnunHoBa kucenuHa — 292 g (2 mol);
Monuetunenrnukon 200 - 200 g (1 mol);
2-eTunxekcaHon - 286 g, ¢ 10% n3nuwbk;
TeTpaoktuntutanat (TOT) - 1,2 g;
TonyeH — 50 ml B kon6ata 1 50 ml B HacTaBkata Ha [JuH n Ctapk.

2.3. TexHonorus 3a npoBexaaHe Ha CMHTe3a

B peakuMoHeH b/, Hanpumep TpurbprieHa konéa ot 1 dm?®, ce noctaesT gosvpaHm-
Te BellecTBa — aAunuMHoOBa kucenuHa 292 g, nonuetunenrnukon-200 200 g, 1,2 g katanu-
3atop TOT, TonyeH — 50 ml n nem3a. CmecTa ce HarpsiBa Ha 3akpuT KOTIIOH B MHEpPTHa
aTmocdepa OT a30T Ha obpaTeH xnagHuWK ¢ HacTaeka Ha OuH n CTapk 3a cbbupaHe Ha
obpasyBallata ce npu peakumaTa Boga. Buammo otaensiHe Ha Boaa 3anoysa npu Temne-
paTypa 130-140°C. CTEeXMOMETPUYHOTO KONMYECTBO BOAA, KOSITO TpsIGBa Aa ce oTAenu B
pesynTaTt Ha peakuuaTa e 2 mol unu 36 ml.
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C HanpegBaHeTO Ha npoueca TemnepaTtypaTa ce nosuwasa nnasBHO A0 160-165°C.
XXenaTtenHo e Ta Oa He HaaBuLaBa 165°C, ¢ uen ga ce usberHe gecTpykumsita Ha ecTe-
pa. 3a kpas Ha peakumaTa mexay MNEM-200 n kucenvHaTa ce CbAau NO KONMYECTBOTO OT-
JeneHa Boda U A0 JOCTUraHe Ha MOCTOSHHO KMCEMWHHO 4Mcrno. To3u NbpBu eTan Ha pe-
aKkuusiTa npoabinkaBa okoro 5 vaca.

CnepBa BTOpM eTan Ha npoleca ectepudukaumsl. 3a uenta kbM npoaykTa B konba-
Ta ce nobass 286 g 2-etunxekcaHon, 0,2 g TOT n 10 ml TonyeH. Cnen 3aBbpluBaHe Ha
npoieca CTeXMOMeTpuyHo TpsibBa aa ce otaenu 36 ml Boga. HayanHoTo oTaensiHe Ha
Boaa 3anousa npu 135°C. C HanpepBaHe Ha npolieca TeMnepaTypaTta MnaBHO ce MOBU-
lWaBa, 3a Aa OOCTUITHe KbM Kpasi Ha peakuusaTta 200°C. BpemeTo, HE06X04MMO 3a MBbIHO
3aBbpLUBaHe Ha ecTepudukaumsaTa U JOCTUraHe Ha XeNaHOTO KUCEMUHHO YMCIIO € OKOIo
10 vaca.

3a HeyTpanuanpaHe Ha OCTaTbyYHUTE KUCEMUHW CriefBa NpoMuBaHe ¢ 2%-eH BOAEH
pa3TBop Ha HaTpueB kapboHaT. Crep npecTosiBaHe Ha CypoBUsi ecTep B AenuTenHaTa
dyHUA 4+5 yaca AONHMAT MacreH Cron ce oTAekaHTupa, crnef KoeTo TOM ce NpoMmBa C
ropella BoAa B CbOTHOLLIEHNE ecTep:Boaa = 2:1 4o gocturaHe Ha pH = 7 Ha BoAHMSA Cron.

lMocnegHuAT eTan OT npoueca BKMYBa BakyyM-AecTunauus B MHepTHa cpeja npwu
MakcumarHa Temnepatypa 190-195°C. MocrnenoBaTenHo ce OTAENsT BoAaTa, TONyeHbT U
n300KkTaHonbT. MNpouechT npoabmkasa 1,5 +2 yaca Ao nonyyaBaHe Ha NPOAYKT C XernaHa
nnaMHa TemnepaTtypa unu onpegeneH BUCKO3UTET. [ony4YeHnAT KOMNMEKCeH nonmecTep
ce dunTpyBa Ha ropetuo npu 100°C.

[MonyyaBa ce NpoayKT CbC CBETMNOXBLAT LBAT, NpurogeH 3a 6a3oBu cMa3oyHU ecTep-
HW macna.

Mo onucaHaTta TexHonorusi Gelle cUHTE3MpaH KOMMeKceH nonvectep Ha 6a3a ce-
6aumHoBa kucenuHa n MEM-200 B MonHoO cboTHOLWEHKe 2:1 no crnegHaTta peuentypa:

1. CebauwnHoBa kucenuua — 1,5 mol (303 g);
2. NEr-200 - 0,75 mol (145,5 g);

3. Karanuzatop TOT -1,2 g;

4. TonyeH — 50 ml;

5. 2-eTunxekcanon - 274 ml (¢ 15% n3nuwbK);
6. Nem3sa.

3AKINIOYEHUE

I'opem3no>|<eHOTo no3BoJiABa Aa ce HanpaBAT cregHnTe n3sogun.

1. l'lpe,qno»(eHa € TeXHOoInorna 3a nosfiydaBaHe Ha KOMMIIEKCHU eCTepu Ha 6asa au-
Kap60|<cv|r|osm KUCEeINIMHU C NOoNnankuneHrnnkonn n N30OKTUINoB arikoxors.

2. I'Ipe,qnomeHa € TeXHOJIorm4a 3a noriydaBaHe Ha KOMMJIEKCHU eCTepn Ha 6a3a Heo-
neHTunnonnonn n MOHOKap60KCI/IJ'IOBVI KUCEeNuHn.

Cratusita e cBbp3aHa C U3MbIHEHNETO Ha Hay4YHO-U3CreaoBaTENCKN pa3BOEH NpPo-
ekT "PeuenTypHu CbCTaBM 3@ CMHTETMYHM CMa304HM Macrna oT ectepeH Tun" ot lecta
KOHKypcHa cecusa Ha HA®: Ne 6 NP-02-28/15.12.2012 ¢ 6eHecpuumnenT "HUMTUAT" OO[.

NUTEPATYPA

[1] Coffin, P.S. et al., The application of synthetic fluids to automotive lubricant
development: trends today and tomorrow, J. Synth. Lubr.,1990, 7, Ne 2,123-143

[2] Rizvi, S.Q.A., A comprehensive review of lubricant chemistry, technology,
selection and design, ASTM International, Baltimore, 2009

[3] Rudnick, L.R., Synthetics, Mineral Oils, and Bio-Based Lubricants: Chemistry and
Technology, CRC Press, New York, 2006

[4] TynoepcoH, P.C., A.B.XapT, CuHTeTUYecKkMe cMa3oyHble MaTepuarnbl U XXUOKOCTH,
Xumuns, Mocksa-JleHuHrpaa, 1965

- 203 -



HAYYHM TPYOOBE HA PYCEHCKUA YHMBEPCWUTET - 2014, Tom 53, cepus 1.1

3a KOHTaKTu:
[ou. a-p HuHa lMNocnogmHoBa, Kategpa PHMMIXT, PyceHckn yHuBepcuTeT “AHren
KbHueB”, Ten.: 082-888 733, e-mail: ninag@uni-ruse.bg

HdokanabT e peueH3npaH.

- 204 -



