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Abstract: The microencapsulation processis greatly facilitated in the presence ofemulsifier. Inthisarticle,
urea-formaldehyde microcapsules, filledwith rose oil, werepreparedby in situ polymerizationin oil in water
emulsionsystem. In the microencapsulation procedure, SDSwas used as emulsifier withvarious concentrations.
The experimental results described that the microencapsulation efficiency increases with increasing of the
emulsifier concentration. This is due to thedecreasing of the droplets diameter diring theemulsification step, which
allows the synthesis of smaller microcapsules at in situ polymerization step. As in situ polymerization process ofthe
UF pre-polymer proceeds on the droplets surface, the mean droplets diameter determines the diameter ofthe finally
prepared microcapsules. The mean particlesize andthe size distribution were analyzed using optical microscope,
which supports the thesis presented above. The presence ofa huge amount ofemulsifier isundesired, because of
increasing ofthe reaction media viscosity, following with the microcapsule size rising. Moreover, the presence of a
large quantity of surfactantis economically disadvantageous.
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BBbBEJIEHUE

[IpoechT Ha MUKpOKAmCyJIUpaHe 3aBUCHU [0 TOJsiMa CTENEH OT CTaausi, B KOWTO ce
NojlyyaBa eMyJCHiITa Ha KalCyJIMPaHOTO BEUIECTBO B PA3TBOP HA YACTHUIMTE, W3TPaXIaIy
yepynkaTa Ha Karcyiata. EMyncudukalMoHHWST cTaguil BOAM /10 MOJTydyaBaHE Ha JiBa BHAA
JUCTIEPCHH CUCTEMHM TEYHOCT B TEYHOCT, T.C. €MYJCHH, B 3aBHCHUMOCT OT KaIlCyJIUPaHOTO
BEILIECTBO, I3IPa)Iallo ChpUEBHMHATA HAa Karcyrnata (aucrnepcHa ¢a3a) W Ha YacTHIMTE
VBrpaKIally CTeHaTa Ha KancynaTa (pa3TBOPhT UM Hrpae poiisiTa Ha JuciepcHa cpenaa). Korato
CBHPIEBUHHOTO BEMIECTBO € XwIpopoOHO (WWiM pa3TBOPEHO B XHUAPOPOOEH pa3TBOpUTEN), a
KOPOBOTO BEIECTBO € XUIAPO(DIIHO, HAW-4ECTO BBHB BOJEH pPa3TBOP, EMYJICHATA € Macjo BbHB
Boga. OOpaTHO, B cilydail, Py KOWTO CHPLEBUHHOTO BELIECTBO € XHAPOPWIHO (pa3TBOPEHO BbHB
BO/la), @ KOPOBOTO BEINECTBO, FMBTPAXKIAIIO UYepylnkaTa Ha Karcyraata € XunpodoOHo (w/wim
pa3TBoOpeHO B xuApodoOeH pa3TBOpUTEIN), MOITydeHaTa eMYJCHI € BoJa B Maciio. Y CTAHOBEHO €,
ye pa3MepbT Ha KallCyJUT€ 3aBHCHM OT TOJEMHMHATa Ha KaluyuiMre, TOIy4YeHH IIpe3
emyiacupukaimonHus craawit. Ha To3um crtagumid, Tpu Qakropa OKa3BaT BIMSHUE, BBPXY
roJieMHMHATa Ha KaIdUIMTE: CKOPOCT Ha pa30bpKBaHe, TemIlepaTypa U BpeMe Ha Mpoleca
(Bayryamov, S. G., & Nikolova, M. P., 2019). Oka3Ba ce, 4e ¥ 4eTBBbPTH (PAKTOp OKa3Ba
BIMSIHUE BBPXY €(QEeKTHMBHOCTTAa Ha Kamcyiupane. ToBa € TNPUCHCTBUETO HA BEIECTBO,
nojimoMaramio o0pa3yBaHETO Ha €MYJCHs, T.C. €MYJTHpalll areHT, HapedeH ‘“‘eMylicudukaTop”
wim “chpdakranr”. Karto 1o, eMyncuQUKAIMOHHMAT CTaaui MpPOTHYa JOCTa TO-TPYIHO B
OTCBHCTBUE HAa eMyiraTop. Bepxy pasmepa Ha KamcCyiaure BiMs€ KaKTO BUIA Ha cbpdakTaHTra,
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Taka M HEeroBaTa KOHICHTpaIws. B Ta3u cTaTws ce W3NON3Ba HATPUEB JOICII Cyndar KaTo
cbpdakranr (SDS), mpu KamncyiupaHe Ha pPO30BO Macjo B pa3TBOpHTEN, upe3 iIn Situ
noMepr3amps Ha kapoamun-opManaexuner mnpe-nomumep. Tyk me oObpHEM BHUMAaHHE Ha
BIMSHMETO Ha KOHIEHTpaimsita Ha SDS, 3a mnoBmmaBane e(eKTHMBHOCTTAa HAa TIpoleca Ha
MUKpPOKAIICyJMpaHe Ha PO30BOTO MAaclio, KaTO BJIMSHUETO Ha BHIA Ha eMyscudukaTopa mie Obie
pasrienaHo apyrauae.*®

* Bayryamov et al. (unpublished results).
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®ur. 1. CrpykrypHa ¢opmysia Ha HaTpueBus Aogenmi cyiagar (Sodium Dodecyl Sulfate,
SDS).

N3J1I0KEHUE

CuHTe3 Ha pe-nmoJumMep

60 g xapoamung (M,, = 60,06; M = 60,06 g/mol; 1 mol) ce mocraBsaT B TpHrbpiIa
ob6noxpHHa Kojba or 500 ml, cHabGaeHa ¢ TEpMOMETBpP, OOpaTEH XJIAJHUK M MEXaHWYHA WU
eJICKTpOMaruuTHa Obpkasika. KbM TAX, mpu eHeprudHo pa3obpkBane, ce podassat 120 ml 37%-
eH pa3TBop Ha (opmanun (44,4 g dopmannexun, My, = 30,03; M = 30,03 g/mol; 1,48 mol), kato
pH Ha pastBopa ce Harmacs 1o pH 8+8,3 upe3 nobaBsiHe 6aBHO Ha kanku Ha 10%-eH pa3TBOp Ha
NaOH. PeakimonHata cmec ce HarpsBa Ha BojHa OaHs, KaTo TeMmIlepaTypaTa He TpsOBa jaa
npeuimaBa 70 °C. HarpsiBaHeTo Ipu Ta3u TeMIepaTypa MpoabipkaBa OKoyo 1 yac, cies KOeTo
BogHAaTa OaHi ce OTCTpaHsBa, a Koil0aTa c€ OcCTaBig TOJI OOpaTeH XJIaJHWK Ha CTalHa
TeMmrepaTypa, 3a Ja ce Temrepupa. Cren oxiakaaHe, PeaKIMOHHATA CMEC C€ pa3pexkaa C
nectwmpana Boma g0 250 ml pastBop Ha mpe-mommMmep. Baxno e ma ce 3Hae, ue pH Ha
pEaKIMOHHATAa CMEC Ce MOHIKaBa B XOJla Ha peaKLysTa, Mopaau KOeTO € He0OX0JuMO TO J1a ce
TOIbpKA B JMAna3oHa Mexay 8+8,3, upe3 mo0aBsiHe Ha Kalku Ha paspejacH pa3rBop Ha NaOH.
ToBa monmwkaBane Ha pH Ha peaxIpioOHHaTa CMeC HE € JKEeJIaTeJHO, TMOpaad Ch3JaBaHe Ha
yCIoBHSL 3a oOpa3yBaHEe Ha HEpa3TBOPHMH HEXKEJIAHM CTPAHMYHH TPOIAYKTH. 3a IeNTa, BMECTO
pastBop Ha NaOH morar na ce m3non3BaT pa3iMyHU COJM C aJIKajHA peakiys, KaTO: aMOHUEB
kapoonat: (NH;),CO3, HatpueB areratr (CH3COONa) u HeroBa cMmec C JIMMOHEHA KHCEJMHA
(CeHgO7) m nmp. Usmomssa ce u amommeB xiopun (NH4Cl), kakTo um KakTo M ypOTpOIMH:
(CH2)6N4, memamun (CsHeNg), TRIS.HCI: H;NC(CH,OH); . HClI wm TRIS (base):
(HOCH3)3CNHy, Tpuetanonamun: N(CH,CH,0H)s, yporpormn: (CHz)eN4 1 1ip.

ITosryyaBaHe Ha MU KpOKAaNCYJIHTe

Emyicudukanuonen craauii: B eprenmaiiepoBa komda, kbM 100 ml pa3TBop Ha mpe-
HOJIMMED, C€ MpHOaBsl Pa3IMYHOTO KOJIMYECTBO, NPEJCTABEHO Ype3 MNPOLEHTHATA KOHICHTpPaLWs
(0,5%, 1%, 2%, 3%, 4%, 5%) wa wHaTpueBms mgoxewt cyiadatr (SDS) mpu ckopocT Ha
pa3obpkBane 1500 06./muH. IlomydeHusT pa3TBOp Ha mpe-iouMep U CbpdakTaHT ce
NpexBbpIAT B oOsogbHHA Koimba or 500 ml, cHabnena ¢ TepMoMeThHp, OOpaTe€H XJIAJHUK W
MEXaHMYHA WIM eJeKTpoMarHiurHa Obpkaika. B OexepoBa uama ce mpurorBit 5 ml 2%-ex
pa3TBOp Ha PO30BO MAaciio B N-XemNTaH, N-OKTaH, N-HOHAH, N-AeKaH, N-yHIEeKaH WIK N-J0JeKaH*,
KOWTO cliell ToBa ce 1J00aBsi KbM pa3TBopa Ha Tpe-miomuMepa u cbpdakranra (SDS),
NOAABPXKANUKK ChIIATa CKOPOCT Ha pa30obpkBaHe U Temrmeparypa 65 °C. Pa3obpkBaHeTo
NpOJbJDKaBa 3a OKOJO 3 yaca 0 MojyyaBaHe Ha MuleuHoOsia emyncus. Crien moiydyaBaHe Ha
emyJcuiTa, Nofo0Ha Ha MIIIKO, TeMmIepaTypatra ce mnoHwkasa Jo 45 °C. Ilpu te3um yciosus,
pEaKIFOHHATAa CMEC Ce IbPXKH olle 2 Jaca.
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* BrnmsiHEETO Ha Pa3TBOPUTENS BBPXY €(EKTMBHOCTTA Ha MHKPOKAICYIHpaHETO Ie Oble
pasrienano Ha apyro msicto (Bayryamov et al., unpublished results).

Muxkpoxkancyaupam craauii: CkopocTTa Ha pa30bpKBaHE Ha pEaKIMOHHATA CMEC Ce
noHmwkasa 10 750 00./MuH. 3a okojo 20 MUH., CJell KOeTO KbM eMyJcusiTa ce 100aBsi pa3TBOp Ha
JUMOHeHa KuceimHa a0 pH 3, xaTto mapamerpure Ha YCJOBHsATa, NPH KOUTO c€ pa3ObpKBa
peaKIMOHHAaTa CMeC, OCTaBaT B CHIUTE rpaHMM. PeakimoHHaTa cMmec ce pa30bpKBa 3a OKOJIO
1+3 yaca, ciea KOeTO TONYYEHUTE MUKPOKATCYIM ce (WITpyBaT, NMPOMHUBAT C JECTWIMpaHA
BOJIa W CyIIAT MPH CTalHA TEMIEpaTypa.

AHaJIN3 HA NOJIyYe HUS MPOTYKT

Crektpockoricku aHamm3 ¢ FTIR: wnHbpayepBeHWTEe CHEKTpU HA MUKPOKAIICYJIUTE, C
XapaKTepUCTUYHUTE WBHIM Ha TONBIIAHE Ha KapOaMmua-GopMannexuiHus — ToiIuMep,
BTpKIAI] CTEHATa HA MHKPOKATCYJIUTE, KAKTO M XapaKTePUCTHIHUTE WBWIM HA TOTJTBINAHE HA
(YHKIMOHATHUTE TPy HAa PO30BOTO MACli0 Ca: XapaKTEPUCTUIHUTE MBUIM TpU KapOamun -
dopmanaexuaaus momamep ca mpu 2900 cm? m 2800 cm?l, 1600 cm?® u 1500 cml,
crorBercTBanm Ha C-H, N-H u C-N tpenrenmsra; kakro u N-H na amuna ca npu 3250 cm?® u
3300 cml. O-H TpenrenwsiTa Ha XUAPOKCWIHWTE TPYIH MPH €TEPHUHATE AJKOXOIH OT PO30BOTO
Mmacyo ca npu 1060 cm?, 1350 cm?, 1380 cm?, 1400 cm, 3500 cm?, 3600 cmt, 3620 cm? u
3650 cml. Tpenrenmsara 3a C=0O rpymure OT €TEPUIHHTE AIICXHIN HA PO30OBOTO MAacCJO ca IMpH
1380 cm?, 1720 cml, 1730 cm?, 1735 cml, 2750 cml u 2780 cml, a or eTepudyHUTE KETOHM:
1615 cm?, 1715 cm?® u 1720 cml. Xapakrepuctranure vBuim 3a C=C Bpb3ku ca mpu 970 cm'l
u 1650 cm?l, a C=C-H: 3080 cm?! u 3090 cm?l. IIbjHMTE CHEKTPH HA KOMIIOHCHTHTE OT
KarcyJIupaHOTO PO30BO MAaclio, KAaKTO W XapaKTECPUCTUIHUTE WBHWIM HA TIONVIBIIAHE Ha
KapOaMmu-hopMaIeXuIHAs TIONMMEp, M3rPakaall CTeHaTa Ha MUKPOKAICYIUTe e ObIaT To-
HATaThK MyOJMKYBaHU.

Muxkpokancy/jupane 0e3 cbppaKkTaHT U ¢ U3MO0J3BaHe HA ChP(AKTAHT C pa3InyHa
KOHIle HTpauus

|. Biusinune Ha pa3jiMyHaTAa KOHIEHTPanus Ha chbpdakTaHTa, BBPXY Nmpoieca Ha
MHKPOKAICyJIMpaHe.

Kaxkro ce Bwkaa ot ¢wur.2 u Tabmn.1, ¢ HapacTBaHe Ha KOHIICHTpAIMsATa Ha ChpdaKkTaHTa OT
0,5% 1o 3%, cpenHusIT pazMep Ha MUKpokarncymure HamansgBa or 260200 um mo 3020 pm,
CJIe]] KOETO, MOCIIeIBAIOTO HApacTBAaHE HA Ta3W KOHIEHTPAIMS Ce OTpa3siBa HEeOJIArONpHsATHO Ha
KayeCTBOTO Ha TOJyYEHHTE MUKPOKAINCYIHM, BKJ. TEXHUAT pa3Mep HapacTBa, BEPOSTHO MOpaIU
armomMepalms Ha MUKpokaricynure. Hampumep, HapacTBaHeTO Ha KoHueHTpammsita Ha SDS ot
4% no 5% Bonu 1o HapacTBaHe Ha cpefHust UM pasmep or 4060 pm mo 90130 pm. Ot cBos
cTpaHa e(eKTHMBHOCTTAa Ha KarcyiaupaHe HapacTBa oT 44.25% - mpu koHneHrpaims Ha SDS
0,5%, no 84,33% mnpu komrnenrpaims Ha SDS 5%; mMOOWBBHT Ha Karcyiadre ChHINO pacTe OT
11,65% (0,5% SDS) no 68,13% (5% SDS). ChabpikaHHETO HA KaICyJIHpaHOTO BeliecTBO (E%
awpy.) HaMamsiBa oT 59,76% (0,5% SDS) no 36,33% (5% SDS), koeto nokassa, ye mMacara Ha
KarcyJupalioTo BEeIIECTBO OT Hepa3TBOpUMaTa OOBHMBKA pacTe, a OT TaM CJI/[Ba, Y€ IUIbTHOCTTA
Ha MaTepuaa, mrpaxaanl yepynkata (KaueCTBOTO HA OOBHUBKATa) HapacTBa.
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Gur. 2: Bmgnne Ha emyncudukatopa (SDS). Pasmpenenenne Ha MUBKpOKancyiaure o
OTHOIIICHWE Ha TEXHWS pa3Mep, B 3aBUCUMOCT OT KOHICHTpammsaTta Ha cbpdakranra: 0,5% SDS

(A); 1% SDS (B); 2% SDS (C); 3% SDS (D); 4% SDS (E) u 5% SDS (F).
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Tabmma 1. Bimsawe Ha  KoHmeHTpaimsara Ha  cbpdakranra (SDS)  Bepxy
XapaKTePUCTUKUTE Ha TIOTyYEHUTE MHKPOKATICYITH

Ne | KonueHnrTpauus JloouB Ha | EdexkruBHoct Ha Cbabpkanue Ha Pasmep Ha
Ha KaIcyauTe KancyJmupaHe KancyJIMpanoro KalcyauTe.
chpdakTanTa (%) (100uB Ha Bewecrso, £% ., Cpeana
(%) Kal‘[ch‘alal—l;)TO cTOlmOCT
BeIecTBo, %) (um)
1 0,5 11,65 44,25 59,76 260200
2 1 23,98 59,43 45,35 15060
3 2 52,54 80,13 35,19 45+25
4 3 67,61 84,85 37,07 30-20
5 4 69,57 85,02 38,12 4060
6 S 68,13 84,33 36,33 90+130

Il. Biumsine Ha pa3IMYHATA CKOPOCT HAa Ppa3dbpKBaHe, BBPXY Mpoleca Ha
MHKPOKANCyJUpaHe B OTChCTBHE HA CbP(aKTaHT.
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@ur. 3. Bmusnne Ha emynicudpukatopa (SDS): PasmpenenenHue Ha MHKPOKAICYIHTE IO
OTHOIIICHHE HA TEXHHS pa3Mep, OMpeiesieH ¢ JururajieH Mukpockon (50x), B 3aBUCHMOCT OT
CKOpPOCTTa Ha XOMOrcHm3mpaHe (00./MHH.), B OTCHCTBHE Ha emysicudukatop (cbpdakranr): ()
750 06./mun.; (b) 1000 06./mum.; (€) 1250 06./muH. (d): CpemHa CTOMHOCT Ha JAMAMETHPa Ha
MUKpOKAICy/anTe, Kato (yHKIms Ha ckopoctra Ha pa3owspkBane d = f (rpm). PasmepsT Ha
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MUKPOKAaICyJIMTe € YCTaHOBEH m3Mo3Baiiku cBeTmHeH Mukpockon CARL ZEISS JENA u
orpaxaresieH Mukpockorn NIKON.

Tabmma 2. Brwmsgaume Ha ckopocTTa Ha pa30bpkBaHe, 00./MuMH. (B OTCHCTBHE Ha
cbpdakrant: SDS) BBpXy XapaKTEpHCTHKHUTE Ha TMOMYYCHUTE MHKPOKATICYJIH.

Ne Cxopoct Ha Jloous na | EdexrnBnocT Ha Cb b pKanne Ha Pa3smep Ha
pa3dbpKBaHe KaIncyJmTe KancyjaupaHe KarncyJaupaHoTo KamncyJmTe.
(00./MHH.) (%) (n00uB Ha BeecTBO, £% c,py, Cpenna
KAICyJIHPaHOTO croiinoct (LM)
BelecTBO, %)
1 750 5,25 26,16 35,97 550+250
2 1000 743 30,34 34,25 450260
3 1250 8,27 33,65 38,15 400270

Kakto € BumHO OT JaHHWTE, TpU OTCHCTBHE HA E€MYJICUDHKATOpP, BBIPEKH TOJIEMUTE
CKOPOCTH Ha XOMOICHM3HMpaHe, pa3MepbT Ha MHUKpoOKancyiure e romsiMm (okonmo 400500 um)
(®wr. 4, Tabn. 2). B npuckeTBre Ha chpdakTaHT obaue, TO3M pa3Mep psa3ko Hamaisiea (Dwr. 3).
Ot cBos cTpana, Ta0J). | Mokas3Ba BIMSHHETO HAa KOHICHTparmsaTa Ha SDS BbpXy KauecTBOTO HA
TIOJTy4YE€HUTE€ MHUKPOKATICYIIH.

W3BOIM

[ToBeueTo MeTonM 3a TOMyyaBaHe HA MMKPOKAIICyJd W3HUCKBAT HAJIMYUETO Ha
emyncupukammoneH areHt (cbpdakranr). 1o mpe3ymimsi, MUKpPOKATCYIMPAHETO HA BEIECTBA
MOXE Ja TmpoTrede M 0e3 HeTOBO ydacTHe, HO TMO-TPY/JHO, MOpajaH CclienBaHe (arjoMepaimsi) Ha
MUKpPOKaIMMIMTE M KaTO pe3yarar, MO-TOJSIM pa3Mep Ha TMOJIyYeHHTE MHKpOKarcyiad. Tasum
pabora pasriexnaa BIMSHAETO Ha KOHUEHTpaimsTa Ha cbhpdakranra (SDS) mpu mporeca Ha
MUKpPOKAICYJIUpaHe Ha PO30BO MACJO B Pa3TBOPHTEN, M3MON3BAMKA XMMUYHMS METON Ha in Situ
noJmMepu3aIysi, ¢ o0pa3yBaHe Ha KapOaMmum-GopMalexXuaHa 4YepylKa, M3rpakialia CTeHaTa
Ha Karcyjure. ABTOpPHTE YCTAaHOBSBAT, Y€ HAPACTBAHETO HA KOHIEHTpAIMATAa BOAH JI0
yBeNM4aBaHe Ha €(EeKTHBHOCTTA Ha KalCyJMpaHe, MOJ00psBaHE HAa KauecTBaTa Ha TOTyYCHUTE
MUKpOKAICy/, KakTO M HaMalsiBaHe Ha TexHusi pasMmep. Cren ompeneneHa KOHICHTPALWS
obade, MO-HATATHITHOTO HAPACTBaHE HAa KOHICHTpAIMATA Ha ChphaKTaHTa BOAM 10 HAMAJISIBAHE
e()eKTHBHOCTTAa Ha TIpolieca, IMOpaJM HApaCTBaHC HA BHCKO3UTETA HA PEAKIMOHHATA CMEC.
W3cnenBanmsiTa ca B ChOTBETCTBHE C Te3H, HanpaBenu ot Apyru aBropu (Shahabudin, N., Yahya,
R., & Gan, S. N. 2016).

Baaroaapunoctu: Cratusiara orpas3siBa pe3yiraTu oT padorata no npoekt No 2018-PY-08
(3BeHO 4048), drHancupaH ot GoHa ,,Haydunn mscnenBanus Ha PyceHCKUs yHHBEpPCHUTET.
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