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V.- 00’eM Oy(hepHOro po3unHy
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BCTYVII.

PesopuuH BXOOUTh [0 CKJIaJAy AaHTUCENTHYHUX Ta JE3MH(IKYyIOUHX
mpernapaTiB 1 BHKOPUCTOBYETbCS TpPU  JIIKyBaHHI  ceOopei, TIpuOKOBUX
3aXBOPIOBAHHSIX MIKIPU TOMIO, TOOTO BXOJIUTH JI0 CKJIaay JIIKapChKHUX 3ac00iB, AK1
BUKOPUCTOBYIOTHCS HAJIIIKIPHO. Y KOCMETOJIOTIi pe30pIUH BUKOPUCTOBYIOThH SIK
CKpal OCKUIBKI CITOJIyKa MPOSBIIS€ BIIYIYBaIbHI BJIACTUBOCTI 1 3/1aTHA TIIMOOKO

OYHIIyBaTH emigepmic[l-3].

Axkmyanvnicmo memu: llomyk Ta ampoOailisi HOBUX METOAUK KIIbKICHOTO

BU3HAYCHH (1)6HOJ'IBHI/IX CITIOJIYK.

Mema: Po3poOUTH METOIMKY KIJIbKICHOIO BU3HAYEHHS PE3OPLUHY Y PLAKUX

JiKapchkuXx popmax copOIiitHO-KOJOPUMETPUIHIUM METOJIOM.

3asoanna:

1. TlpoBectn O0101I0CEMAaHTUYHUN aHaANI3 3aCTOCYBaHHS PE3OPIUHY Y
dapmMaiiii Ta MeIULIMHI, HOTO (HI3UKO-XIMIYHUX BJIIACTUBOCTEU, METOIUK
KUIBKICHOTO BU3HA4YCHHS pe3opiuny y PJID.

2. Hocnimut  copOLiMHO/MEecOopOIiiHI ~ XapaKTePUCTUKU  BUIIYyUYEHHS
PE30pLUHY Ha KpEeMHe3eMi 3 iIMMOO11130BaHo0 3-A1a30(peH171apCOHOBOIO
kucioToo (SiO-DphAs) Tta po3podutu copOIiiHHO-KOIOPOMETPUIHY
METOJVMKY BU3HAUYCHHS PE3OPIUHY.

3. IIpoBecTu 4acTKOBY BaJIiAaIlito 3alIPOTIOHOBAHOT METOIUKH.

Memoou docnioxncenna: 616110CEMaHTUYHUI, CUCTEMHOTO 1 MOPIBHSIBLHOTO
aHajizy, copOIiliHui, TBepaoda3Ha EKCTpaKIlis, eJIeKTPOHHA CIEKTPOCKOITIS

U y3HOTO BIIOTTA.

Hosusna ma 3unauenna oodepycanux pesynvmamie: Y pe3ynbTari

MIPOBEJICHOT pOOOTH MOKA3aHO, 1[0 PE3OPIIMH 3 PO3UMHIB PIIKHUX JIIKAPCHKUX (hopM
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KUTbKICHO eKCTParyeThCst KpEMHE3eMOM 3 1IMMOO1JTI30BaHOIO 3-
n1a30(eHITApCOHOBOI0  KUCJIOTOI0 3 YTBOPEHHSM Ha TOBEPXHI 1HTEHCHBHO
3a0apBIICHOT CIIONYKHU. [HTepCHUBHICTD 3a0apBiIeHHS 1a30COIyKH Ha ToBepxHi TE
MakcuMaiabHa npu  pH=8 1 mpomopiiiiHa  KOHIEHTpalii  pPe30pIHHY.
3anmpornoHOBaHO Ta apoOOBaHO COPOIIHHO-(POTOMETPUYHY METOJUKY KIJIbKICHOTO

BU3HaueHHs pe3opuuHy y PJI® y ¢asi copOeHry.

Anpobauia pe3ynomamie 0Oocnidxcenna. Pesynbratu pobotu  Oyno
MPEACTAaBICHO HAa HAYKOBO-TPAKTUYHIA KOH(eEpeHIli 3 MDKHAPOIHOI YYacTIO
«DapmarneBTHUYHA OCBiITa, HayKa Ta MpaKTUKA: CTaH, MPOOJIEMH, MEPCHEKTUBHU
PO3BUTKY», IPUCBSUEHIN 25-piuuto papmaneBTuanoro daxynerery, 19-20.12.2023

(domarox 7).

Cmpykmypa pooomu. PobGorta Bxmouae Tabmump -1, PucynkiB — 6,

HonatkiB — 7, 3aranbHuil o0csar 40 CTOPIHOK.



OCHOBHA YACTHUHA. PO31JI 1. Pe3opumuH, MeTOAY BU3HAYECHHS.

Pe3opuuH € OpraHiyHO CHOJYKOIO, fKa BITHOCHUTHCA 1O JBOATOMHHX
dbeHomiB.

Mixnaponna HazBa rezorcinum, 3a IFOITAK cnonyka mae HasBy 1,3 —
JTUT1IpOKCHOEH3eH, MoJisipHa Maca croayku 110,1 r/moms[1].
1.1. 3acrocyBaHHSI pe30pUMHY y MeIUIMHI Ta (papmaiii.

3aBIIKM  TpOsiBAM  NMPOTUMIKpOOHHMX[4], JIepMaTOnpOTEeKTOPHUX  Ta
MPOTUCEOOPEHHUX €(EKTIB PE30PIIMH BIAHOCATH JO AHTUCENTHYHHX 3ac00iB 1
HIMPOKO BUKOPHCTOBYIOTH IIPH AepMartojoriyHii tepanii. [Ipenapatu, g0 cknany
SAKUX BXOJUTH PE30OPLHMH, BUITYCKAIOTh y BUIISAl PO3UYMHIB, Ma3ed Ta MOPOIIKIB.

Pa3oBi TepaneBTHYHI 103U 3HAXOASITHCS Y MEKax 1-10% -2:10°r.

1.2 . ®i3uko-xiMivyHi BJaCTHBOCTI pe30pPIUHY.

Pesopuun cunte3yrots cmaBieHHsM NaOH 3 M-OeH3eHnucynb(OHOBOIO

KHCJIOTOKO:
S0;H o
+aNalH @ ——= + 2 Na,50y
S N OH
S0:H 1]

Hwxuesasnaueno aeski PpizuyHi XapaKTEPUCTUKU PE3OPIIUHY:
Trnn.=110°C, Tkun.=280,8°C., peuoBrHa HEMa€ KOJbOPY, IMij €0 CBITIA

KPHUCTaJIM PE30PIMHY CTaloTh pokeBumu[1], Puc.1:



Puc.1. Kpucranu pesopuuny[1].

Pe3oprinH 100pe po3UnMHSAETHCS y BOAI Ta OPTaHIYHUX CIUPTaX (HAIIPHUKIA,
€TaHO1), PO3UMHSAETHCS B OJIAX Ta IJiepuHl. PO3YMHHICTD 3MEHIIYETHCS Y
eTepax, KeToHax, xyiopodopmi Ta 6enseni. bpyrodpopmyna pezopunny CgHeO,

CTpyKTypHa ¢opMyIna HaBeqeHa Ha Puc.2:

HO OH

Puc. 2. CtpykrypHa ¢opMyna pe3opiuny.

Icnye wotupu momudikamii pe3opuuHy. XIMIUHI peakilii, B sIKI BCTyMae
PE30PINH, € TAKUMH X CAMUMH, III0 1 peakilii (HeHOIy: PEe30PIUH YTBOPIOE COJIi 3
JyramMM OCKUIBKM € CJIa0KOI JBOOCHOBHOIO KHCJIOTOIO, BCTYNA€ Yy peakuii
eJIEKTPO(LIBHOTO 3aMillleHHs(OpOMYyBaHHS, HITPYBaHHS TOIIO), MPU B3aEMOIIT 3
aMOHIaKOM yTBOpIo€ 3-amiHO(eHon. Pe30opiuH yTBOpIOE KOJIBOPOBI peakiii 3
FeCl;, npu HarpiBanHi 3 raneBuM aHTiIPUIOM yTBOPIOE (hiryopeciiein. B okucHo-
BIJIHOBHUX  pEAKI[SIX pE30pUUH MOBOJUTH ce0e SK BIJHOBHUK 1 JIETKO
okucioeThesa. Cepen  KOJBOPOBUX AHANITUYHUX PEAKIINA 11 BHU3HAYCHHS

PE30PLMHY BOXKIIMBE MICIIC 3aiMalOTh peaKilii a30CIOIydeHHS.



1.3 Mexamni3m aii Ta MeTa00/1i3M pe30pUUHY.

Pe3opuun, sk 1 ¢eHomn, 61okye hepMEHTATUBHY aKTHUBHICThH JIET1IPOTeHa3,
BUKIIMKA€ JICHATypallilo OUIKIB mpoToruiasM MikpoOiB[4], 3'emHyerbes 3
noJlicaxapujaMi  CTIHOK MIKpOOpraHi3MiB, ajie € Oe3ydacHHM 10 BipyciB[4].
[Ipenapatu 3 pe30pUMHOM MarOTh NEBHY TOKCHYHICTH 1 NMPH HEMPABUIBHOMY
3aCTOCYBaHHI MOXKYTb BHHUKATH TI€BHI HETaTHBHI IMPOSBHU, SK TO: OJIOBaHHA,
TOJIOBHHMM Oi7b, CIIa3MU Ta CYAOMH, CTEHOKApiiiHI mposiBU, Oe3ii4 alepriyHux

peakiii[5-12].

1.4.®@apmaxoJioriyHa s pe3oOpuuHy.

Pe3opuiiH € HeCyMiCHUM 3 aHTUIIPUHOM, KaMm(Opolo, CaTIIHIOBOIO
KHUCJIOTOI0, MEHTOJIOM Ta (peHonoM. CHUpTOBI PO3UMHU HECYMICHI 3 PO3UMHAMHU,
Kl TpPOSABISIOTH JIyXKHE CepeloBUllle. Ma3p 3 pe30pUMHOM HE MOXKHA
BUKOPHCTOBYBAaTH OJHOYACHO 3 TMpemaparamu, siki Mictatb HQO, ockuibku
€(EeKTUBHICTb MMOBHICTIO BTPAYa€THCA.

VY dapmaiiii Ta MeaUIIMHI HAHOLIBIT PO3NOBCIOPKEHUMHU 3 PE3OPLIMHOM €
piaki Jikapcbki (opmu. Binmiuarors, mo PJI® 3 pe3opruHOM CTUMYIIOIOTH
pereHepanio TKaHUH OCKIJIbKH OCTAHHIN MPOSBIISIE 3arOI0BAJIbHY Ta EMITENI3YI0uy
nito. Jliroun Ha odaru 3ananenss, PJI® 3 pe3opiimHoM mposBIIsie aHTUCENTUYHY Ta

B’sDKyrouy niro[5-12].

1.5. Metoau inenTrdikamii Ta KUIbKICHOr0 BU3HAYECHHS Pe30PLHHY.
Bimomo 6arato MeToJiB KiJIbKICHOrO BHU3HA4YeHHsS (heHosy Ta imeHTHdikamii[l3-
14, Nonatoxk 1,2].
1. Imentudikairis 3a TeMmepaTyporo IIaBICHHS.
2. Ilpum B3aemonii 3 XxJ0podOpMOM Yy JIY’)KHOMY CEPEJOBHILI 1 HarpiBaHHI
3SIBISIETHCS  IHTCHCHBHE UYEpPBOHE 3a0apBIICHHS, SKE€ TMIpH J0JaBaHHI

possezaenoi HCI crae sxoBTHM.



3. YTBOopenus duyopecueiny. [Ipu cripaBienHi pe3opuuny 3 praseBum

aHT1IPHUIOM YTBOPIOETHCS (hIyopecleliH:
D
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Binnosigno J®Y (domarok 1) Ta Ph.Eur (lomatok 2) pe3opliiH BU3HAYAIOTH
OpoMaTOMETPI€I0 3BOPOTHUM TUTPYBaHHAM. Jl0 HaBaXXKW PE30PIMHY JOJAIOTh
HAJJTUIIIOK OpomaTy Ta OpoMiay Kaiilo y KHCIOMY cepeaoBuii. BuminsgeTscs
BUIbHUHN Br,, SKWH MOTIM BCTyMae B Peakiliio elIeKTpO(UIBHOTO 3aMIIeHHS 3

PE30PIIUHOM.

Hannmumox Br, BU3HAYAIOTh HWOJOMETPUYHO BUKOPUCTOBYIOUH

cnenupIYHUN 1THIUKATOP KPOXMab.

1.6. YmoBH nepebiry peaxuiii 1ia30TyBaHHsI Ta a30CNOJIy4Y€eHHS.

Jlia30TyBaHHSM Ha3MBAIOTh PEAKINIO EICKTPOQIIBHOTO 3aMilEHHS aToMa
Hitporeny N y rpyni apomaruunoro aminy Ar-NH, npu B3zaemonii 3 NaNO, y
NPUCYTHOCTI CHIIbHOT MiHEpaIbHOI Kuciotu [15,16]:

Ar-NH;+2HX+NaNO,=Ar-N=N_X+NaX+2H,0,
ne X—-NO; ", ClI', Br', Tomo.
3a3Buyail, peaxiii J1a30TyBaHHS MPOXOJSATh MPHU OXOJIOHKEHHI (O—SOC) uu
KIMHATHII TeMIeparTypi.

[TonmxeHa eneKTpOHHA TycTHHa aToMmy HiTporeHy y KaTiOH1 J1a30HIO
OpU3BOAUTH IO PEaKIlii a3ocmoiydeHHs 3 (eHomamm 3a MeXaHI3MOM
enekTpodinbHOro 3amimieHds. Taki peakiiii J0Ope BUBYEHO y PO3UMHAX YU TIPH
CUHTE31 J1a30CTIONYK.

Peakuiss a3zocmonydeHHs — 1€ peakiis CcoJied Mia30Hit0 3 (eHoramu y
JTYXKHOMY CEpeZIOBHILI. Y pe3yJbTaTl peakilii yTBOPIOIOTHCS a30CTIONYKH.

@DeHoJIM BCTYIAIOTh Y PEAKIII0 a30CIOoayYeHHs yepe3 atoM OKCUTeHY B 10H1
¢denonaTy. Ha mpoxoxeHHs peakiii a30CMONy4YeHHsI BIUIMBae 3HadeHHsX pH
po3unHy. Peakiito azocnonydeHHs 3 (DEHOJBHUMHU CIIOJYKaMU MPOBOASTH IpPU
pH=9—-10, ockinbku A1a30HII-KaTIOH BUABIISIE CIA0KI €IEKTPOQiIbHI BIACTUBOCTI 1

3ATHUI B3a€MOJIATH 3 (EHOIISAT-I0HOM Y JTY’KHOMY CEpPEIOBHILI.

11



JlocmimkeHo HU3KY TBepAoa3HUX EKCTPareHTiB, Ha TOBEPXHI SKUX
3aKpIMJIEHO MAia30ocoii Ta iX (I3MKO-XIMIYHI BJIACTHUBOCTI MO BiJHOIIEHHIO /O
JIeaKuX (PEeHONIBHUX CHOJYK. SIK HOCIi HPOIMOHYETHCS PI3HOMAHITHI IMOJIMEpHI
Matepianu, MeMOpaHu, oJliypeTan, kpemuaesem Tomo[ 17,18].

YMOBHU MPOBEACHHS PEakKIliii Mia30TyBaHHS Ta a30CMONyYEHHS 3HAYHO 3aJieKaTh
BiJI BUMOT' JI0 IIIJILOBOTO MPOAYKTY B3aemojii. ToMy 1 kpurtepii NmpoBeaeHHS

peaxiiiii a30CTIOMyYeHHs Y pO3YMHI Ta TOBEPXHI HOC1SI MOXKYTh BiapizHaTucs| 18].

1.7. Metoa TBepao(da3Hoi ekcTpaKii.

CyTHiCTh MeTOay TBepAoa3HOI EKCTpakilli TMojsirae y ToMy, IO
aHaJI130BaHa PEYOBHHA Y BUTJISAJI MOJIEKYJI, 10HIB, QYHKIIOHATBHUX TPYII, 3aB/ISKH
¢b13uKo-X1IMIUHIN B3aemoii (HalyacTie copOllii) 3 MOBEPXHEIO COPOEHTY 37aTHA
KOHIIEHTPYBAaTHUCh, 1, Y TMOAAIBIIOMY, KIJTbKICHO BHU3HAUATHUCh PI3HOMAHITHUMHU
METOAMKAMH dYepe3 mpolenypy eiroroBanHs  [19-20]. Tepnodazuumu
eKCTpareHTamu, K MpaBuI0, OOMPAIOTh CUJIIKAresi, ajie, Tpeda 3p0OUTH HaroJjioc
Ha TOMY, [0 Ha JJaHWW Yac OUIbII MEePCIIEeKTUBHUMU JJIs TIPOBEJICHHS KUTbKICHOTO
BUJYYECHHSI AQHANITIB 3 PO3YMHY € XIMIYHO-MOJU(DIKOBaHI KPEMHE3EMHU.
BuxopucroBytoui pizHomaniTHi XMK  mnpu mnpoBeneHHI AOCTIHKEHb MOXHA
BUPIIIUTH PsIi TMEBHUX AaHANTHUYHUX 33Ja4, 1, y Mepury uepry, 30UIbIIUTH

YYTJIUBICTb Ta CEJIEKTUBHICTh METOUK.

1.8. XimiuHo-moau¢ikoBaHuii  KpemHe3eM 3  iMMoOiTi30BaHOW  3-
niazodeninapconoBoro kucaororo (SiO,-DphAs).

[Tpu BUOOpi TBepaodazHoro amcopOeHTy (GOKyC yBaru MNPUIIISIN JTBOM
dakropam. Ilo-mepire, MakCUManbHO MOXJIMBIM CENEKTUBHOCTI €KCTpareHTy y
BIJIHOIICHH] /IO PE30pIHHY, MO-Apyre - MiHIMaJIbHA HecnerudiuyHa copoIis
matpurieto TE. Bubip 3-miazodeninapcoHoBoi KucIoTH SK MojaudikaTopa
0OyMOBJICHHI BHCOKHM MOJISIPHUM KOe(IIliEHTOM TOTJIMHAHHA 1i a30CMOJyKH 3
pesopuuHOM. Sk Oyno mokazaHo [18] cenekTHBHICTh BHIIYYCHHS PE3OPIMHY Ha

(Si0,-DphAs) nocsraeTbest 3aBASKM  HOro B3aeEMOJIIi 3  IMMOOLTI30BaHUMHU
12



J1a30HIEBUMH TpyIllaMy Ha MOBEPXHI KpeMHE3eMHO1 MaTpulll. [ CHHTE3y LbOTo
XMK 0Oyna BukopucTaHa MakpomopucTta Moaudikaiis kpemHesemy - CHIIOXpoM
C-120 (dpakmis 0,2-0,355, Bridger, CIIIA), mo CTBOPWIO NEPEAyMOBH IS
3MEHIIEHHS BKJIaAy HecrenupiuyHoi copOuii mpoiecy 3a paxyHOK BiJICYTHOCTI
ME30T0p y HOCIsl.

CxeMy cuHTe3y npeacraBieHo Ha Puc.3:

NH, NH,
+ - N _
Ei/\/\N(CHs)gBr + H,0,As e N(CH,)0—As.
o0 OH
Si0,-TMA'Br m-AD®AK Si0,-n-ADPAK

[\

O OH
Si0,-CJl

+ -

Puc. 3. Cxema cunresy (SiO,-DphAs)[ 18 ]

Bukopucranus SiO,-DphAs sik TE pe3opiiviHy npU3BOIUTH A0 IiBUIICHHS
YyTIMBOCTI BU3HAYCHHS PE30PIIMHY 32 paXyHOK KOHIICHTPYBaHHS.
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PO3/I1JI 2. ExcnepuMeHTAJIbHA YaCTHHA.
Pob6ora Oyna BukoHaHa Ha Kadeapi aHATITUYHOI, (PI3UYHOI Ta KOJIOIMHOT
ximii HMY imeni O.0. boromonbiisg Ta kadgeapi anamtuadoi ximis KHY imeni
Tapaca IlleBuenka (Yroma mpo HaBYAJIbHO-HAYKOBY MPAKTHUHY CHIBIIPAIO BiJ
19.06.2023).
2.1. Marepianu Ta MeTOIH.

2.1.1. MeTa 10CJTi’KeHHS.

Hamu Oyna mocrtaBieHa 3ajadya BU3HAUUTH  ONTUMAalbHI  YMOBHU
tBepaodazHoi excrpakiiii pesopiuny 3 SiO,-DphAs Ta po3pobutu copOriiHo-
KOJIODOMETPUYHY METOJUKY KIJIbKICHOTO BHU3HAYEHHS PE3OPLUHY Y PLAKUX

JKapChKuX (popmax.

2.1.2. O0’€KTH NOCTiTZKEHHS.

O6’ekTamMu  JOCIHIJKEHHST MM OOpaiM JIKapchKi 3acoOu, BUPOOJEHI B
anTeYHUX yMOBax (PiAKI JIKApChKi (opMH)3a pelenTaMu:
3pasox 1. Rp. Sol. Resorcini 2%. BUKOpHUCTOBYETHCS STK TPUMOUKA.

3pasox 2. Rp. Sol. Resorcini 0,1%. Bymni kparui.

2.1.3. [Tocya Ta o0J1agHAHHS.

o Cxusni kosoHkH (0,5%10 cm);

e Baru nma6oparopui Mettler Toledo XS204 ([ToxaTtok 3);

e Cnextpodotometp Jenway 6305 ([oxatox 4);

e pH-merp Metrohm 826 pH -mobile (lonatok 5) ;

e MipHi Koa0M, MWIHAPHU 1 MNETKH Kiacy TouHocTi A ([loxaTok 6);
o [lepucransTiunmii Hacoc Longer BT-100-2J 3 ronoskoro DG-1;

e «Densitometer CS—9301 PC» (Shimadzu).

14



2.1.4. PeakTUBH Ta NPUTOTYBAHHS PO34YHUHIB.

1. CraHgapTHHIl PO3YHH pe3opLKHY 3 KomieHtpamiero 1,0-10% M (1,011

MT/MIT), TOTYBaJH NUISIXOM po3uyuHEeHHs HaBaxkku 0,5055 T pe3opuuHy Yy MipHIi

k07161 Ha 500 Mu1. Po3unH 3 koHIeHTpauicio pesoprmay 1,0-10” Mons/1 roryBamu

pPO3BECHHAM BHXIAHOro Yy cmiBBigHOomeHHI 1:100 mepex mpoBeneHHSIM

EKCIIEPUMEHTY.

2. bBydepHi po3unHu:
Na,B40; 3 pH=9,18;
KH3C4052H,0 3 pH=1,68;
CgHsO4K 3 pH =4,01,;
dbocharauit 3 pH = 6, 86;
Na,B,O,—HCI 3 pH = §,0.

["otyBanu 31 cTangapt -TUTPIB ((piKcaHAIIB).

3.

4

5.

Pozuun HCI, 0,1 M, rotyBasnu 3i cTanmapt -TUTpiB ((hikcaHaiB).

Pozunn NaOH, 0,1 M, rotyBanu 3i ctanaapt -TUTpiB (pikcaHamis).

Po3unnu 4-aminoantumnipuny (IIserinapisn) (2 %), 2% Kz[Fe(CN)s], KBF,
(0.01 moub/m), NaNO, (6 i 0.25 monw/m), Na,COz; (20 %) roryBanm
PO3YMHEHHSM HABAXKKH BIATOBIHOTO Mpenapary y IUCTUILOBAHINA BOJII.

Pozuun NH,OH, 2 M, rortyBanu po3BeneHHsM KoHIleHTpoBanoro NH,OH .

. XiMiyHO-MOM(iKOBaHHIA  KpEMHE3eM SiO,-DphAs.  Kosnentpartist

3akpimiennx pearentiB C; = 59 MKMOIB/T.

2.2. MeToauku, siki 0yJiM BUKOPHUCTAHI y T0CJTi/I’KEeHHI.
2.2.1 3anmuc CNEKTPY eJIeKTPOHHOI0 BiIOMTTS 3pa3KiB.

Enexmponni cnexmpu ougysunozco siooummsa (ECJB) 3paskiB TE, mio

MICTUTh Ha TOBEpPXHI 3€HAHHA PE3OPIUHY 13 1a30CULII0 PEECTPYBaIU Ha

«Densitometer CS-9301 PC» (Shimadzu) y intepBami 200-650 HM. YMoBuU
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JeTeKTyBaHHs: croci® BuMiptoBaHHs — BinOuTTs ( Al,O3), po3mip mpomens — 1x1

MM, PEKUM CKaHyBaHHS — JiHiHHUN, Maca TE — 0.05-0.1 r.

2.2.2. MeToauKM T0CJIIKeHHS pouecy TBepaoga3Hol eKCTPaKIILil.

CopOriitHO-necopOITiiiHI  MPOIECH  TOCHIDKYBAIH  IUIIXOM  KOHTAKTY
copoenty SiO,-DPhAS 3 po3uriHOM 3pa3KiB y 3alle’KHOCTI BiJl KHCIOTHOCTI
CEpelIOBHUIIA Ta YaCy KOHTAKTY (a3 y CTATUYHOMY PEKUMI.

BmivB KHCIOTHOCTI pO3UYMHY Ha COPOLIMHUI MPOIEC PE3OPLMHY 3 PO3UUHY
BCTAHOBJIIOBAJIM Y CTaTUYHHMX yMOBax ILIIXoM KoHTakTy SiO,-DphAs macoro
0,05 r 3 pounHamu, mo mictsate 1,0:10* M pesopuuny 3 pisauM 3uauenusM pH,
3arajgbHuM 00°eMoM 25 M.  3HadeHHs pH po3unHy CTBOpIOBaiIM CTaHAAPTHUMU
Oydpepaumu posumHamu, Vs, = 5 mu. OTpuMaHi cycneHsii nepeMillyBaiu
BIIPOJIOBXK 2-3 XB Ha MarHiTHUX Mimankax. TBepay (a3y BiAAUIAIM Bl PO3YHHIB
Gb1IETpYBaHHSIM.

KonTtpons po3noaiiny BMICTY pe3opurHy MiX TE Ta po3urHOM MpPOBOAMIM
HUIIXOM aHami3y piakoi (a3u micis copOuii cneKTpoOTOMETPUYHO (METOAMKA
onucaHa Hik4e) un Ha moBepxHi TE Bumipom curnany B ECJIB.

Crymiab BuTydeHHs pe3opuuny Ha SiO,-DphAS Bu3Hauanm 3a 3MEHIIICHHIM
KOHIIGHTpAIlli PEe30pLMHY y PO3YUHI TICIS Tpollecy copOIlii y MOpIBHAHHI 3
BHXiHOIO KOHIeHTparieo 1,0-10™ M .

Bruus TpuBanocti koHTakTy TE-po3unH pe3opluHy Ha CTyHiHb BUITYYEHHS
pe30pIMHY 3 pO3uMHY BHBYaIM 3a Takux ymoB: M(SiO,-DphAs) = 0,1 r,
c(pesopuuny)=1,0-10"* M, pH=6,86 3a METOAMKOIO HABEICHOO BHIIE.

Konyenmpauyiio pezopyuny y pozuunax 3paszkieé 10 copOIlii, TiCIsi KOHTaKTy 3
SiO,-DPhAs  Tta  micias  MNpPOXOMKEHHS — Yepe3  KOJOHKY — BU3HAYAJIM
CHEKTPOPOTOMETPUYHO 32 PEAKIIEI0 3 4-aMIHOAHTUIIIPUHOM 3a HUKUYEHABEJIECHOIO

MeToIMKOMO (11.2.2.3).
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2.2.3. MeToanKa KOHTPOJIIO CTYNEHsI BUIYYEHHSI Pe30PUMHY 3 PO3YHHY.

BMmict pe3opuuHy y po3urHI BH3HAYald 3a KOJIHOPOBOIO PEAKI€0 3 4-
amiHoantunipuaoMm (4-AAIl) cnextpodoromMeTpuyHO Tpu HOBKUHI XBum A=490
oM, £=0,5cm (lomatoxk 1).

2.2.4. MeToauka copOiiiHO- KOJIOPUMETPUYHOTO BUZHAYEHHS PE30PIUHY.

Ipunyun memody 6a3yeTbcsi Ha BUIYUYEHHI PE30PLMHY 3 PO3UMHY 3pa3Ky Ha
noBepxHi SiO,-DphAS 3 yTBOpeHHSM 1HTEHCUBHO 3a0apBIICHOI Jia30CIIONyKH Ha
MOBEPXHI  COpPOEHTY, I1HTEHCUBHICTb SKOI PpPEECTPYIOTh 3a  JOMOMOIOIO
CHEKTPOCKOMIT AU(PY3HOTO BITOUTTS.

3aeaorcaroui pewosunu. IIpUCYTHI KOMIIOHEHTH y 3pa3Kax IpernapariB He
NIEPEIIKO/DKAI0Th BU3HAUYCHHIO PE30pIInHYy, 00 He pearytoth 3 SiIO,-DPhAS,

3pazox 1. MonsipHa KOHIIEHTpaIlis pe30pluHy y 3pa3ky 1 cranoButh 1,8-10°
“ M. 1 Mx po3umHy 3pa3ska 3a JOIOMOTOI0 IHIETKH MEPEHOCATh y K00y Ha 100
MJ, JOJAIOTh JO PHUCKH JHUCTWIbOBAHY BOJY Ta PETEIbHO MEPEMIIIyIOTh.
KoHIeHTpamisi pesopuuny micist possemernst 1,8-10° M. AmikBoTHy wacTuHy
HOTO PO3YMHY O0’eMOM S5 MJI TIOMIMIAIOTh y MIpHY KOOy Ha 25 Ma
(KOHIIEHTpAILsi pe3opimHy craHoBuTh 7,2:10° M) i momarote 5 M GopaTHOro
oydepnoro po3unny 3 pH=8. Jlo mo3Hauku NOBOJATH NUCTHJIHLOBAHOI BOJIOKO 1
nepeMimnyoTh. [[puroToBiieHnii po34rH NEPEHOCATh Y KOHTAKTHY K00y Ha 50 mu,
y skiii mictutbes 0,05 r SiO,-DPhAS. Otpumany cycrneH3io mepeMilyioTh
BIPOJIOBXK 2 XB Ha MarHiTHIA Mmimanii. [loTiM BIIOKpeMIIIOIOTh TBEpay ¢azy
GbiTpTpYBaHHSM, MPOMHBAIOTH BOJOK Ta BHCYIIYIOTH Ha moBiTpi. [licus
BUCYIIYBAaHHS 3aMHUCYIOTh €JIEKTPOHHI CIIEKTpU IU(Dy3HOro BIAOUTTS npu 448 HM 3
BUKOpUCTaHHAM 3HaueHHs ¢yHKil KyOenku-Mynka. [lapanenbHO TpOBOASTH
gyepes MpoIeaypy aHadi3y X0JIOCTHIN TOCHiT.

3pazox 2. MomnspHa KOHUEHTpalis pe30pUUHY y 3pa3Ky 2 CTaHOBUTh
9,18:10° M. Jlo 5 MJI LBOrO PO3YHMHY AOAAIOTb 5 Ml GopaTHOro GydhepHOro
po3uuny 3 pH=8. Jlo mo3Ha4yku JOBOASATH AUCTUIHOBAHOIO BOAOKO 1 MEPEMIIIYIOTb.

[IpuroToBneHuit pPoO34MH TEPEHOCSATh Y KOHTAKTHY KoJOy Ha 50 mu, y sKii
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mictutbest 0,05 T SiO,-DPhAS. OtpuMaHy CycnieH3ii0 IepeMilllyioTh BIIPOJIOBK 2
XB Ha MarHiTHii mimanii. [1oTiM BimoKpemiioloTh TBepAY ¢azy pinbTpyBaHHAM,
IPOMHBAIOTHh BOZOIO Ta BUCYIIYIOTh Ha MoBiTpi. Ilicis BuCylTyBaHHS 3allUCYIOTh
CJIEKTPOHHI CrHeKkTpu audys3Horo BimOuUTTS npm 448 HM 3 BHUKOPHUCTAHHIM
3HaueHHs1 QyHkuii KyGenku-Mynka. [lapanenbHo mpoBOISATH depe3 MpOLEaypy
aHaJ13y X0JOCTUM TOCTI.

KonnenTtpariito pe3opiinHy BCTaHOBIIOIOTH 32 TPaAyIOBAIbHUM TpadiKoM.

2.2.5. TloOynoBa rpaaywBajbHOro rpadika.

3a pomomororo minerku 0, 1,0; 2,0; 4,0; 8,0; 10,0 ™M craHgapTHOTO
posunny, mo Mictuth 1-10* M pesouuHy mepeHOCHIH y MipHy KOI0y Ha 25 ML,
nonaBaa 0,5 ma 2% po3unny 4-AAIl, 2 mun 2M aMoHIA T1IPOKCULY,
nepemimryBaid. [Totim gomasanu 2 mi 2% Kiz[Fe(CN)g], mepemimnyBaiu, 101aBaiu
BOAy a0 mno3Hauku. [licisg mnepemilryBaHHS BUMIPIOBAIM ONTUYHY TYCTHUHY
po3unHy 3a yMOB: A=490 umMm, {=0,5cMm. KoHleHTpaIllito pe3opiuHy BU3HAYAIN 32
rpaayloBaJbHUM  TpadikoM 3  ypaxyBaHHSAM  KOE(IUIEHTY  pPO3BEACHHS.

Huxde3za3HaueHO KOHIEHTpAII0 PE3OPLUHMHY Yy PO3BEACHHX CTaHIAPTHUX

pPO3UYMHAX:
Ne V, ml KonuenTparis pesopuuny, 10 M
1 0 0
2 1,0 0,04
3 2,0 0,08
4 4,0 0,16
5 8,0 0,32
6 10,0 0,4
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PO3/1JI 3. Pe3yabTaTl T iX 00rOBOpPEHHS.

3.1. OnTuMaJIbHi YMOBY BHJIY4eHHsI pe3opuuny Ha noBepxHi SiO,-DphAs.
PesynbraTi BuBueHHs BIMBY pH Ha ctymidb copOrii pezopruny Ha SiO,-
DPhAS mnoka3yioTh, 110 COpOLis PE30PIUHY CIIOCTEPIra€ThCs y CIa0KO KHUCIOMY

CEPEIOBUIIII 1 JOCATAaE MaKCUMaJIbHUX 3HadeHb 1pu pH > 8 (Puc.4):

R, %

100 L 4
’ et

60 /

) /

20 /

Puc. 4. 3anexHIiCTh cTyneHsi BUIy4YeHHs pe3opuuHy Biag pH po3umnis, m =

0.05r, V = 25 mi, C(pe3opuuny) = 1-10™ mons/n1, T= 2 xB.

3a eKCrepUMEHTAIBPHIUMH JTAHUMH JTOCIIIJKEHHS BIUTMBY TPUBAJIOCTI B3a€MO/IIT
da3 pe3opuun/SiO,-DphAS  BcTaHOBIACHO, MO JUIS MPOXOHKCHHS —Peakiiii
JIOCTaTHHO 2XB KOHTAKTY PO3UYMHY PE30PIIUHY 3 COPOSHTOM.

KinbkicHo aecopOyBaTh pe3OpLUH 3 MOBEPXHI COPOEHTY HE BIA€ThCS. Alie
sCKpaBe 3a0apBJICHHS TBEpHOi (a3u Bijg KOBTOTO JI0 KOBTOrapsyoro Moxxe OyTu
BUKOPHUCTaHE, SK aHATITHYHUA CUTHAJ JJI BU3HAYEHHS PE3OPIIMHY, a OTXKE 1 €
Mepe;lyMOBOI0  JUIsi  PO3POOKM  METOJUKH  COPOIIMHO-KOJIOPUMETPUUHOTO

BU3HA4YCHHA.
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3.2. Eaektponni cnektpu audysnoro Bindourrs SiO,-DphAs 3

Pe30pLUHHOM.

Cnexrpu audysnoro Binourts SiO,-DphAs Ta azocmonyku y pe3ynbrati Horo
B3a€EMOJII1 3 PE30PIMHY BKAa3yIOTh HA BIJICYTHICTh CMYT TMOTJIWHAHHS Yy BUIUMIH
00J1aCTi CIIEKTPY CaMOT0 COPOCHTY Ta HasBHICTh IHTCHCUBHOI CMYTH TIOTJIMHAHHS 3

MakcUMOM 1ipu 448 HM [iJ1s a300pOYKTY copOeHTa 3 pezopiuHom (Puc.5):

F(R)
2 o
1 3
2
\ Rg
| 200 500

A, HM

Puc. 5. Enextponni crnektpu audysHoro Bimoutrts SiO,-DphAs /pesopruu y
¢byukii Kybenku-Mynka npu pH = 4,01(1), 6,86 (2), 8,0 (3), 9,18 (4). C
(pesoprmay) =1-10* M, mg = 0.1, V= 10MI, Amax = 448 HM.
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B ECJ/IB TBepmodazHoro exkcrpareHTa 3 pe3OpIMHOM TOJIOKEHHS Ta
IHTEHCHUBHICTh CMYTH TOTJIMHAHHS 448 HM KOPEIOE 3 XapaKTEePHUM TTOTJIMHAHHSIM
BI/IMOBIHOT a30CHOJIYKH Y po3uuHi. ToOTO, 1€ 1 € MATBEpKCHHS B3aeMOIT

pesopuuny 3 SiO,-DphAs 3a peakiiiero a30CmoaydeHHS.

Ockinbku, mporiec copOirii pezopuuHy Ha XMK € He3BOpOTHIM 1, Oepydn 10
yBard (akt, 10 CcopOIlis CYNPOBOJKYEThCA 3MIHOK KOJIBOPY COpPOCHTY,
JOIIILHO OYyJI0O BHUBUUTH MOXJIMBICTh KUIBKICHOTO BH3HAUEHHS PE3OPLUHY Y

BUTJISI/1 a300apBHUKA HA TIOBEPXHI COPOEHTY.

3.3.  AmHaJji3 JiHiHHOCTI MEeTOAMKH TA Il CTATHCTUYHA OLIHKA.
Benuunnay 3anmumkoBoi gucriepcii po3paxoByBaJ M 3a 3arajlbHOBIJOMOIO

n _vA2 n 2__.yn ._p.F
dhopmymnoro[21-22]: s¢ = 2i=1OimY)" _ Ximiyi—a Xz Yimh Rim1 XiYi

v v

s¢ =0,000124

KoHcTaHTH y MiHIAHIA 3aJ€)KHOCTI PO3paxoByBajy 3a PiBHIHHIMHU[21-22]:

n-sg

2
n-yig xiz_(z?zl xi) ’

52 =

s2 = 0.000962

2 _ S 2
—_ 35 ., \yn
Sa = " Li=1%i

s2 =4.746- 10°

CraHmapTHi BIOXWJIEHHS S, 1 S 1 BeawmuuHM A, 1 A, (HamiBUIUPUHU JOBIPYUX
IHTEpBaJIiB), HEOOXIIHI /IS OIIHKU JOBIPYMX IHTEPBAIiB KOHCTAHT, PO3PAaXOBYIOTh

3a piBHsSHHsAMU [21-22]:
sp = /s,

s, =0,0310

Sa = /s,

s, = 0,00689
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Ap,=t(P,v)-s,,v=n-2,
£(0.95,4) = 2,7764

A, =0,086119 = 0,0861

A,=t(P,v) s, 0=n-2.

A, =0,019128 =0,0191

BiamoBigHo, mOBip4i IHTEpBalXd I KOHCTAaHT a 1 D pospaxoByBamm 3a
piBHsHHAMU[21-22]:
ats, t(P,v),
b+ s, -t(P,v),

Toni piBHSHHS diHIHHOCTI npuiimae Burisy y = 2,0701x + 0,0116 3 goBipunmu
iHTepBasiamu s koedimienrta a: 0,0116 + 0,0191 ta qis koedinienta b: 2,0701 +
0,0861 (Pwuc.6):

0,9 y=2,0701x +0,0116
R*=0,9991

0,8
0,7

0,6 /
0,5
0,4

0,3 /

0,2

OnTuyHa rycTuHa

0,1

0 0,05 0,1 0,15 0,2 0,25 0,3 0,35 0,4 0,45

Konuenrpauis peopuuny, * 10 Mon/
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Puc. 6. I'panytoBanbauil rpadix.

Bu3zHayeH1 CTaTUCTHYHI XapaKTEPUCTUKHU BiJIMOBIal0Th BUMoraM 1Y, tomy

METOJIMKY MOYKHA BBaXKaTH JIiHilHOIO[21-22].

3.4. Pe3ysibTaTH BU3HAYEHHS BMICTY pe30pUUHY Yy PiaKii JikapcbKiii popmi.

Pesynbrati BU3HAYEHHS BMICTY PE3OPIHUHY Y PIIKHX JIKapChKuX ¢opMax
3alpONOHOBAHOID METOJHUKOI  COPOIIAHO- KOJOPUMETPUYHOIO BU3HAYCHHS
HaBegeHo y Tabmumi 1. Josg Toro, moO OIHUTH poOAcCHICTh METOIMKH,

JIOCIIIIKYBaHHS TOBTOPIOBAJIM Y Pi3HI JHI.

Tabmuusg 1. Pe3ynbratd BU3HAYEHHS BMICTY PE30OPLMHY Y PIAKUX JIKAPCHKUX

dbopmax copOIIMHO-KOJIOPUMETPUYHUM METOJIOM.

No nocnimy 3pa3ok], KOHIIEHTpallis 3pa3ok 2, KOHIIEHTpaIlis
pesopuuny 7,20-10° M pesopuuny 9,18:10° M
Bwmicr 3HalineHoi airouoi pe4oBUHU, 10° M
Hensb 1 Henp 2 Hensb 1 Jlenp 2
1 7,21 7,20 9,20 9,18
2 7,23 7,25 9,19 9,19
3 7,24 7,19 9,16 9,20
4 7,19 7,22 9,17 9,17
3pazok 1
Hens 1 Jenn 2
O6esr 7,22-10° 7,22-10°
BUOOPKHU
Tucnepcis s?=4,92-10" s?=7,00-10"
BinnochHa & (nensn 1) =0,49% & (nenn 2) =0,58%
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nmoxmuokKa
CEPEIHBOTO

3Ha4YCHHA

3pa3ok 2

Hens 1 Jlensp 2

O6csr 9,18-10° 9,19-10°

BUOOPKHU

Jucrepcis s%=3,33-10" s2=1,67-10"°

Bignocna € (menb 1) =0,32% € (menp 2) =0,22%
noxuoka
CEpPEAHBOTO

3Ha4YCHHA

BryTpimHb0 1abopaTopHa TOUYHICTH 7151 3pa3kiB 1 Ta 2:

3pazok 1 3pa3ok 2
O0’eqHaHe cepeaHe 7,22-10° 9,18-10°
Bigaocue CTaHJapTHE 0,314 0,18
BigxuiaeHHS (%)
Koedimienr CrtbloeHTa 2,3646 2,3646
(95%, 7)
Bignocuuit JOBIpYUI 0,74 0,44
iaTepBai (%)

3.5. IlepeBipka npaBWILHOCTI METOTUKH.
[IpaBWIBHICTE METOJWMKH TIEPEBIPEHO METOJOM  «BBEJCHO-3HANICHOY

(Tabmuus 1). VYV pesynbrari AOCHIIKEHHS OyJIO 35ICOBAHO, IO OTpHUMaHI
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pe3yabTaTH KOPENIOITh 13 PETIaMEHTOBAaHUM BMICTOM pE30PLMHY Y PLAKUX
JTIKapChbKUX Gopmax.

3.6. IlopiBHsLIbHMIT  aHANI3 MeTOAUMK  KUJIbKICHOrO  BH3HAYeHHS

pe30pLHHY.

Cnupatouncy Ha HopMmaTuBHI ctarti DY (Jomarox 1) Ta €Bpomneicbkoi
dbapmaxomneei (Jlomarok 2) MOXKHA CTBEpDKYBaTH, IO KiJIbKICHO PE30OPLHH Y
cyOcTaHIi BU3HAYalOTh 00’€MHHUM METOJIOM (3BOPOTHOIO OpomaTtomerpiero). Ha
HaIly JAYMKY, OO€MHI METOJIU KUIbKICHOTO BH3HAYEHHS PE30PIMHY MalOTh IEBHI
HEJ0JIIKH, a caMe:

e JlocTaTHBO BUCOKI 3HAYEHHS CUCTEMHUX MOMUJIOK ( 10 10%));

e Hepinko nopyiieHHs CTEX10METPUYHOCTI PEAKITIi;

e CranmapTu3sailisi TATPAHTIB Ta BAKOPUCTAHHS Y POOOTI 1HAUKATOPA;

e Hwuspka uyyTnuBiCTh METOY (HEMOXKIIMBO TPAITIOBATH 3 PO3BEICHUMH

PO3UMHAMMU).

3anponoHOBaHa METOJMKA COPOLIHO-KOJIOPUMETPUYHOTO BHU3HAYECHHS €
CYy4YacCHOIO, E€KOJIOTIYHOK Ta BUCOKOUYTIMBOIO. CoOpOLiitHO-KOJIOpUMETPUYHUIN
METOJI BBAXKAETHCS TMEPCHEKTUBHUM OCKUIBKH COOIBApTICTh MOTO HEBENUKA 1

MOXUOKAa HEBHCOKA.
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BUCHOBKM.

Ha ocHoB1I mpoBegeHoro 610,110CEMaHTUYHOTO aHATII3y BH3HAYEHO 00JIACTI
3aCTOCYBaHHS PE3OPIMHY, WOTO KOHIIGHTPAIliHHI MEXI Il TPHUTOTYBaHHS
PIIKUX JKApChbKUX (OpM, OXapaKTepHU30BaHO CydacHl (Pi3UKO-XIMIYHI
METOJIM BHW3HAYCHHS MIKPOKIIBKOCTEH pe30pluHy, oOpaHOo TBepAoda3HUii
eKCTpareHT.

BusHnayeHo onNTUMaigbHI XapakTEPUCTUKUA BHIIYYCHHS  PE3OPIMHY Ha
KpeMHe3eMi 3 1IMMOOLUITI30BaHO0 3-11a30(heH1IapCOHOBOIO KHUCIOTOK (S10,-
DphAs), 3anponoHoBaHo Ta ampoOOBaHO COPOILIHHO-KOJIOPOMETPUIHY
METO/IMKY BU3HAYEHHS PE30PLHHY y (Pa3i TBepJ0 Pa3HOTO EKCTPAreHTy..
3anponoHOBaHa METOJUKA  COPOLIMHO-KOJOPUMETPUYHOIO  KUIBKICHOTO
BU3HAYCHHS PE30PIMHY BaliJIOBaHa 3a CHENU(PIYHICTIO, JIHIHHICTIO,
pOOACTHICTIO Ta MPaBUJIBHICTIO, SIK1 BIJIMOBIIAI0TH KPUTEPIAM MPUHHATHOCTI

srigao DY
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JEPKABHA ®APMAKOITES YKPATHH 2,0

Pe3opitiH MicTHTL He MeHIe 98.5 % i ne 6inswe 101.0 %
Henson-1,3-aiosy, ¥ nepepaxyHKy Ha CyXy peHOBHHY.

BIACTHBOCTI

Onme. Kpucranivamii nopormok abo kpuctanm besbaps-
Hi abo Ou1in0-poxeByBaTo-ciporo Kobopy. YeppoHinoTs
i1, BIUTHBOM CBiT/a i ToBiTpst.

Poaunnnicts. JIyxe nerko posuMHHmil y godi Pta ema-
noni (96 %) P.

IHNEHTH®DIKALLLA

A, Temneparypa nnasnenus (2.2 14). Bin 109 °C
1o 112 °C.

B. 0.1 rcyberanuii posuntsiors B 1 Ma eodu P, nonaors
1 M Hampiw 2idpoxcudy possuRy xKoHyenmpogatnozo P
i 0.1 mm xaopoghopmy P, HArpiBarOTh | OXOMOLKYIOTH;
3'ABNSETHCA IHTEHCHBHE TeMHO-4YepBOHE 3a0apRIeHHS
1O NPH A0AABAHHI HEBEIMKOTO HALTHILIKY XA0PUCHIO-
sodnesol kucaomu Priepexonnts y G1ino-xosTe.

C. PetenbHo 3MilIyIOTh TOHKO 34piGHEeH] MOPOMIKK
Oamabko 10 Mr cyBeTaHii | Ganasko 10 Mr kani 2idpo-
gmanamy P. OnepxaHy cymilll HATPiBAIOTH Ha MOMYM'T
A0 opaHKeBo-X0BToro 3abapenennd. INotim oxono-
JOKYIOTh, AOAAIOTH | MJ1 posuuny wampiio eidpoxcudy pas-
sedenozo P, 10 Mn sodu P cTpyiuyiors 10 pO3YHHEHHS.
Onep:xaHui pO3uHH BHARISAE IHTEHCHBHY 3e/ieHy dury-
OpecLeHLi.

BUIIPOBYBAHHS

Pozuan S. 2.5 r cybcTanuii posunHAOTS ¥ #0di, 8itbuiil
gid gyanewo diokcudy, Pi10BOIATE 06'eM POIUHHY THM
CcaMHM PO3THHHHKOM 710 25 Mil.

Ipozopicts posunny (2.2.1). Posuun S mae 6yTH npo-
30PHM.

Koasoposicts posunny (2.2.2, memod I1,). 3abapaienus
PO3YHHY S Mae OYTH He IHTEHCHBHILIMM 32 eTanox B
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Prbodaasin

abo R i He Ma€e 3IMIHIOBATHCSA NPH HATPIBAHHI Y BOASHIH
BaHi npoTsArom 5 xs.

Kncaornicrs abo ayanicrs. 1o 10 »1 pozunny S oaaoTs
0.05 mn Gpomgperonoeozo cunvozo possuny P2, 3abaps-
JICHHS! PO3YMHY Ma€ 3MIHUTHCS YIPH TOAaBaHHI He OU1b-
we 0.05 mn 0.1 M posuury xaopucmoeodneeoi kuciomu
a6o 0.1 M posuuny nampiio 2idpokcudy.

Cynposizni nomimks. BusHaueHHs NPOBOIATH METOAOM
TOHKOIIapoBoi xpomatorpadii (2. 2. 27), BAKOPHCTOBY-
I04M SIK TOHKMIA Wwap cunikazens G P.

Bunpobosysanuit pozwun. 0.5 r cyGeTaHlii pO3YHHSAIOTH
y memanoai P i 10BoAATb 06'€M PO3UUHY TUM CaAMHM
PO3YMHHUKOM /10 10 M1,

Poszvun nopisnsuns. 0.1 M1 BHNPoGOBYBAHOTO PO3YMHY
nosoasTh memanosom P o o6'emy 20 s,

Ha ninio crapry xpomarorpadiyHoi rIacTMHKY Ha-
HOCSITh 110 2 MKJI KOXKHOro posuuny. [Inactuaky no-
MIIIAIOTh ¥ KaMepy i3 CyMIllI0 PO3MHHHHKIB emuia-
uemam P - zexcan P(40:60). Konm GpoHT pO3YHMHHHKIB
npoitge 15 oM Big JiHii cTapry, IUIACTUHKY BUHMAIOTh
i3 KaMepH, cyimaTk Ha NoBiTpi npotsroM 15 x8 i npo-
SABJIIOTH 11apaMy HOMY.

Ha xpomarorpami BUIIpoSOBYBAHOTO PO3uMHY OyIb-
AKa IUIAMA, KPIM OCHOBHOI, He Mac OyTH iHTEHCUBHI-
10O 3a TUISIMY Ha XpOMaTorpaMi pO3YHHY MOPIBHIH-
Hst (0.5 %).

ipoxarexin. o 2 M pozunHy S gonatwots 1 M amoniio
Mmoni6damy pozyun P2 i nepeMimyiors. Kosre 3abaps-
JIeHHs BUNPOOOBYBAHOTO PO3UMHY Ma€ OyTH HE iHTeH-
CHBHIIIIMM 3a 3a0apBAEHHS €TaNoHA, MPHIOTOBAHOTO
AHATOTYHO 210 BUIIPOOOBYBAHOIO PO3YMHY i3 BUKOPHC-
TaHHsM 2 mit posuuny 0.1 r/n nipokamexiny P.

Brpara B Maci npu sacynrysanti (2.2.32). He Ginbiue 1.0 %.
1.00 r 3apibreHoi cybcTaHtii cyluaTh B eKCHKATOPi 1po-
TATOM 4 rosL.

Cyasarna sona (2.4.14). He 6inbiue 0.1 %. Busnauenns
nposoasiTh 3 1.0 r cyberanuii.

KUTbKICHE BU3HAYEHHA

0.500 r cyberaHuil po3uHHAIOTL ¥ 600i P i 10BOAATH
00'eM PO3YHHY THM CaMHM PO3YMHHUKOM 110 250.0 M.
25.0 MJ1 OJIEPXKAHOTO PO3YHHY NMOMILIAIOTE ¥ KOOy i3
MPUTEPTOIO CKISHOK 11podKoio, sonaworsh 1.0 T kario
Gpomidy P, 50.0 ma 0.0167 M pozuuny kanito 6pomamy,
15 st xaopoghopmy Pi 15.0 Ma xaopucmoeodrnesoi Kucao-
mu P1. Konby 3aKpHBaloTh, CTPYILYIOTH | BHTPUMYIOTh
Y TEMHOMY MiCLI NPOTSITOM 15 XB, MEPIOIMYHO CTPYLIY-
1oun. [Morim gogaiors 10 M1 posunny 100 r/a kaaiw io-
dudy P, peTeibHO CTPYIIYIOTh, BHTPHMYIOTH NMPOTIIOM
S x8 i TuTpY1oTh 0.1 M posuurnom nampio miocyasgamy,
BHKOPHCTOBYIOUH SIK iHAMKaTOp | M1 kpoxmanio pos-
yuny P.

574

1 mn 0.0167 M posuuny kaniro Gposamy Bianosinae
1.835 Mr CH,O,

3BEPITAHHA

¥ 3axuieHOMy Bi CBiT/Ia MicLL.

PUBO®JIABIH

Riboflavinum

RIBOFLAVIN

H
HiC N N 0
—
X /IE:
H4C N

C,H,N,0, M.m. 376.4

[83-88-5]
7.8-dumerun-10-[(2S,3.5,4R)-2,3,4,5-reTpariipokcu-
nenTii |6enso|glnrepuann-2,4-(3 H,10 H)-1ioH.

Jana MmoHorpadis npusHayeHa List KOHTPOITIO SIKOCTI
pubodasiHy, 0AepXaHHOTO MeTooM hepMeHTaLLl,

Buicm: ne menme 97.0 % i ne 6inbuie 103.0 %, y nepe-
PaXYHKY Ha CyXY PEYOBMHY.

BJIACTHUBOCTI

Omac. Kpucramiyuuit nopolox Xos1oro abo opaHKeBo-
JKOBTOTO KOJILOPY.

Pozunnnicts. [LyXe Mano po3dnHHHN Y 60di P, npakTH4i-
HO He PO34YHHHMI B emaroni (96 %) P.

Po3unH# pO3KIANal0TECS ITiJL BIUIMBOM CBIT/IA, 0cOGIH-
BO Y NPUCYTHOCTI MAPOKCHIIB JIYKHUX METaNiB,

Busisisie noniMopdism (5.9).

IHEHTU®IKALLISA

A. CyberanHuia Mae BIANOBLIATH BUMOraM 100 NMHTO-
MOT0 OTITHYHOTO OOEPTAHHA K 3a3HAYEHO B po3aii

«BunpobysaHHs».

B. Tonkomaposa xpomarorpadist (2.2.27).

JIEPXKABHA ®APMAKOITES] YKPATHU 2.0
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Honartok 2 Butsar 3 €sponeiicbkoi papmMakonei .

Ribavirin

Pyrocatechol. To 2 mL of solution S add 1 mL of ammonium
maolybdate solution R2 and mix. Any yellow colour in the
solution is not more intense than that in a standard prepared
at the same time in the same manner using 2 mL ofa 0.1 g/L
solution of pyrocatechol R,

Loss on drying (2.2.32). Not more than 1.0 per cent,
determined on 1,00 g of powdered substance by drying in a
desiccator for 4 h,

Sulfated ash (2.4.14). Not more than 0.1 per cent, determined
on 1.0 g

ASSAY

Dissolve 0,500 g in water R and dilute to 250.0 mL

with the same solvent, To 25,0 mL of the solution in

a ground-glass-stoppered flask add 1.0 g of potassium
bromide R, 50.0 mL of 0.0167 M potassium bromate, 15 mL of
chloroform R and 15.0 mL of hydrochloric acid RI. Stopper the
flask, shake and allow to stand in the dark for 15 min, shaking
occasionally. Add 10 mL of a 100 g/L solution of potassium
indide R, shake thoroughly, allow to stand for 5 min and titrate
with 0.1 M sodium thiosulfate, using 1 mL of starch solution R
as indicator,

I mL of 0.0167 M potassium bromate is equivalent to 1,835 mg
of C,H0,.

STORAGE

Store protected from light,

07/2011:2109
RIBAVIRIN

Ribavirinum

(“NHLJNJ(-)‘
[36791-04-5]
DEFINITION
1-p-D-Ribofuranosyl-1H-1,2,4-triazole- 3-carboxamide.
Content: 98,0 per cent to 102.0 per cent (dried substance).

CHARACTERS
Appearance: white or almost white, crystalline powder.

Solubility: freely soluble in water, slightly soluble in ethanol
(96 per cent), slightly soluble or very slightly soluble in
methylene chloride.

It shows polymorphism (5.9).

IDENTIFICATION

Infrared absorption spectrophotometry (2. 2.24),
Comparison: ribavirin CRS.

If the spectra obtained in the solid state show differences,
dissolve the substance to be examined and the reference
substance separately in methylene chloride R, evaporate to
dryness and record new spectra using the residues,
TESTS

PpH(2.2.3): 4.0 10 6.5,

Dissolve 0,200 g in carbon diexide-free water R and dilute to
10,0 mL with the same solvent,

M, 2442

Specific optical rotation (2.2.7): = 33 to = 37 (dried

substance).

Dissolve 0.250 g in water R and dilute to 25.0 mL with the

same solvent, Determine the specific optical rotation within

10 min of preparing the solution,

Related substances. Liquid chromatography (2.2.29),

Test solution. Dissolve 50.0 mg of the substance to be

examined in water for chromatography R and dilute to

100.0 mL with the same solvent.

Reference solution (a). In order to produce impurity A in

sitn, mix 5.0 mL of the test solution and 5.0 mL of a 42 g/L

solution of sedium hydroxide R and allow to stand for 90 min.

Neutralise with 5.0 mL of a 103 g/L solution of hydrochloric

acid R and mix well,

Reference solution (b). Dilute 1.0 mL of the test solution to

100.0 mL with water for chromatagraphy R. Dilute 1.0 mL of

this solution to 10.0 mL with water for chromatography R.

Reference solution (c). Dissolve 50.0 mg of ribavirin CRS in

water for chromatography R and dilute to 100.0 mL with the

same solvent,

Column:

= size: /=015 m, @ = 4.6 mm;

- stationary phase: spherical end-capped octadecylsilyl silica
gel for chromatography R (3 pm) suitable for use with highly
aqueous mobile phases ;

- temperature: 25 °C,

Mobile phase:

= mobile phase A: dissolve 1.0 g of anhydrous sodium sulfate R
in 950 mL of water for chromatography R, add 2.0 mL of
a5 per cent V/V solution of phosphoric acid R, adjust to
pH 2.8 with a 5 per cent V/V solution of phoasphoric acid R
and dilute to 1000 mL with water for diromatography R;

- mobile phase B: acetonitrile R1, mobile phase A (5:95 V/V);

Time Mobile phase A Mobile phase B
(min) [per cent V/AV) (per cent ViV)
- 15 L{KF 1]
15-25 JLLTE ] 0= 100
25-35 1] 100

Flow rate: 1.0 mL/min.

Detection: spectrophotometer at 220 nm.

Injection: 5 pL of the test solution and reference solutions (a)

and (b).

Relative retention with reference to ribavirin (retention

time = about 6 min): impurity A = about 0.8.

System suitability: reference solution (a):

- resolution: minimum 4.0 between the peaks due to
impurity A and ribavirin,

Limits:

= correction factor: for the calculation of content, multiply
the peak area of impurity A by 2.3;

- impurity A: not more than twice the area of the principal
peak in the chromatogram obtained with reference
solution (b} (0.2 per cent);

- unspecified impurities: for each impurity, not more than the
area of the principal peak in the chromatogram obtained
with reference solution (b) (.10 per cent);

- total: not more than 3 times the area of the principal peak
in the chromatogram obtained with reference solution (b)
(0.3 per cent);

- disregard limit: 0.5 times the area of the principal peak in
the chromatogram obtained with reference solution (b)
(0.05 per cent).

Heavy metals (2.4.8): maximum 10 ppm.

Dissolve 4.0 g in 20 mL of water R, with heating if necessary.

12 mL of the solution complies with test A, Prepare the

General Notices (1) apply to all monographs and other texts

3159
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Jonpartox 3.

Baru na6opatopui Mettler Toledo XS204, nomycTiMe HaBaHTa)KEHHSI CTaHOBUTH

220 r, nucketHicTb — 0,1 Mr.
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Honartox 4.

Crnextpodorometp Jenway 6305 (Benuka bpuranis).

Jliama3oH TOBXHUH XBHJIb

Big 198 mo 1000 um

J103B11 JOBKHHU XBUJI1

1 am

TOYHICTE TOBXUHUA XBHII1

+ 2 HM

CnexrtpanpHa cMyra npoIyCKaHHs

8 HM, 6 HM B g1ana3oHl YO

KoeditienT nponyckanHs

Bix 0 10 199,9%

ITornmuHanas -0,300 mo 1,999A

TouHICTB + 1% T, = 0,0l1Abs mpu 1000
MOTJIMHAHHS

Po3ninpHa 31aTHICTE 0,1% T, 0,001 A

CrtaliabpHICTh 1% / rom micas 20-XBUJIMHHOTO
HarpiBaHHs

Jlianma3oH KOHIIEHTpaIlii -300 mo 1999

J103B1J1 KOHIIEHTpAIIil 1/0,1

OpnuHuIll BUMIPIOBaHHS

MI/M3, MI/n, T/71, MOJIB/J1, €.

[ToTyxHiCTh <50 Bt
Posmip (I x /I x B) 365 x 272 x 160 mm
Bara 6 Kr
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JlonaTok 5.
pH-metp Metrohm 826 pH mobile.

826 pH mobile

Jlianma3oH BUMipIOBaHHS

pHO .. 14 (-8 .. 22)

[Torenmian U + 1200 mV

Temnepatypa -150.0 ... +250.0 ° C (Pt 1000); -5.0 ...
+ 250 ° C (NTC)

Jo3sin pH 0.001

Hoszsin U 0.1 mVv

Hozsin T 0.1 °C
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Joaartoxk 6.

Mipnuii mocyn kiacy A.
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JlonarTok 7.

g

n &

MATEPIAJIN

HAYKOBO-NPAKTUYHOI KOH®EPEHLILII
3 MDKHAPOHOIO YYACTIO,
MNPUCBAYEHOI 25-PI4Y1O0
DAPMALIEBTUYHOIO ®AKYJIBTETY

DOAPMALEEBTUYHA OCBITA,
HAYKA TA NMPAKTUKA:
CTAH, NPOBJIEMMU,
NEPCMNEKTUBU PO3BUTKY

0 rPYAHA
KUiB

COPBIIIHO-KOJTOPHMETPUYHHI METO/] BU3HAYEHHS
PE3OPIHHY ¥ PIIKHX JIIKAPCBKHX ®OPMAX
Saiiuesa .M., bamnxu K.H.

Kadeapa anamTaunoi, Gp13ayHOT T2 KOMOIZHOT XIMil
Hartionansauii Mennynmii yHisepeuteT iMeHi O.0. boromoisiis
M. KuiB, Ykpaina

Beryn. Cepejl KoJIbOPOBHX aHATITHYHHX PeaKIliil JUlsl BA3HAYCHHS PE30PLIHHY
BayKJIMBE Miclle 3aHMaroTh peakIli asocronydeHHs. IMMoOLII3alid coneil 1la3oHi0 Ha
KpeMHe3eMaX BLIKpHIa IUISIX JUISL CTBOPeHHs TBepAo(a3HO-KOJOPOMETPHUHHX
peareHTiB. [IpocTHM 1 CKCIIPECHHM CIIOCOO0M 3aKpIIUICHHS COJIi Aia30HIK0 Ha IIOBEPXHI
€ 10HOOOMIHHHIT MeXaHi3M MOIH(iKyBaHHS.

Mera pociaipxkennst. Po3poOGutn  copOriitHO-KONOPHMETPHYHY METOIHKY
KUIBKICHOrO BH3HAYECHHS DPE3OPUMHY Y PIAKHX Jikapebkux ¢dopmax. O6’ekramu
JloCIiKEeHHS 06paHo 3pa3KH PiIKUX npenaparis, mo Mictatsb 1 % , 2 % pe3opuuny Ta
KpemHe3eM 3 iMMobiitizopaHolo 3-ziasodeHinapcoHoBoto kucnoto (Si0:-DPhAs).

Meroan JIOCIIIKEHHS. CreKTpocKoris AHpY3HOrO BIJIOUTTH,
crekTpodoTomMeTpis, XeMoMeTpia. CopOuiiiHo-AecopOuiiiii npolecH A0CTILKYBAIH
nuIsxoM KoHTakTy copbeHTy SiO.-DPhAS 3 po3udHOM 3paskiB y 3aeKHOCTI Bijl
KHCIIOTHOCTI CepelloOBHINa, Yacy KOHTAKTY (a3 y cTaTHYHOMY pe;kuMi. KoHueHTpaltio
PE30pLHHY Y PO3YMHAX 3pa3KiB g0 copOii Ta micaa koHtakty 3 SiO.-DPhAs
BH3HAYATH CIEKTPO(HOTOMETPHYHO 3a PEaKIi€lo 3 4-aMiHOAHTHITIPHHOM.

Pesyabratn. Cnektpn audyssoro sinburrs SiO.-DPhAs Ta azocmomykn y
pe3yIbTaTi fioro B3aeMoii 3 pe30pIHHY BKa3yIOTh Ha BIACYTHICTb CMYT NOTITHHAHHS
y BuauMiii obIacTi CHeKTpy caMoro copOEHTY Ta HASBHICTL IHTGHCHBHOI CMYTH
TIOTJIMHAHHA 3 MAakCHMOM HpH 448 HM Ul a30lpOAYKTY cOpOEHTa 3 Pe30pLHHOM.
IHTeHCHBHICTL IOIVIMHAHHA IPONOPLIHHO 3pocTae HpH 30UIBLIEHH] KOHLEHTpaLii
PE30pLUHY.

Byo BCTAHOBIICHO MEXKI KHCIIOTHOCTL CEpPEIOBHINA IS KUIBKICHOTO BITYYCHHS
PE30pUHHY Ta TOKA3aHo, MO M MPOXOMKEHHS peakili J0CTaTHBO 2 XB KOHTAKTY
posunHy pesopurHy 3 copbentoM. KinmbkicHo necopOyBaTH pe3oplHH 3 MOBEPXHI
copbeHTy He BHAcTbcs. AJle SiCKpaBe 3abapBieHHs TBepiol (a3 Bil JKOBTOTO J0
JKOBTOTapsI0ro Moke GyTH BUKOPHCTaHe, SIK aHAMITHYHHiT CHTHAJ JUIS BU3HAYCHHS
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pe30opLUHYy, a OTXKE 1 € IIEepeIyMOBOIO I PO3pOOKH METOIHKH copOLiiiHO-
KOJIOPOMETPHYHOTO BU3HAYEHHSL.

IMpunimn MeToy Ga3yeThcsi Ha BUIYYCHHI PE30PLHUHY 3 po3uuHy 3pasky (pH
6.86) Ha moBepxHi SiO.-DPhAs 3 mocmigyounM 3a0GapBieHHSAM COpOEHTY,
IHTEHCHBHICTb SIKOT'O PEECTPYIOTh 32 JOIIOMOTI'0I0 CIIEKTPOCKOIIT 1M (y3HOro BiIOHTTS.
KoHIeHTpalilo  pe30pluHy BCTAHOBIIOIOTH 33  IPaJyIOBAILHUM  rpadikoM.
ITpaBHIBHICTD METOIMKH IIEpEBIpEHa METOIOM «BBEIEHO-3HaiileHO». PesynbpraTh
HiTBEP/KYIOTh JOCTATHIO TOYHICTD 1 BiZITBOPIOBAHICTD.

BucnoBkn. Po3podieHo copOuiifHO-KOIOPUMETPHYHY METOAUKY KUIBKICHOTO
BU3HAUCHHS PE30PIMHY Y PIAKUX JIKAPChKUX (opmax.
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AHOTANIA (Summary).

Introduction. Among the color analytical reactions for the determination of
resorcinol, azo coupling reactions occupy an important place. The immobilization
of diazonium salts on silicas opened the way for the creation of solid-phase
colorimetric reagents. A simple and quick method of fixing a diazonium salt on a
surface is the ion exchange modification mechanism.

The purpose of the study: to develop a sorption-colorimetric technique for the
quantitative determination of resorcinol in liquid medicinal forms. Samples of
liquid preparations containing 1%, 2% resorcinol and silica with immobilized 3-
diazophenylarsonic acid (SiO2-DphAs) were selected as objects of research.
Research methods. Diffuse reflection spectroscopy, spectrophotometry,
chemometry. Sorption-desorption processes were studied by contacting the SiO,-
DphAs sorbent with the sample solution, depending on the acidity of the medium,
the contact time of the phases in the static mode. The concentration of resorcinol in
sample solutions before sorption and after contact with SiO,-DphAs was
determined spectrophotometrically by reaction with 4-aminoantipyrine.

Research results. The diffuse reflection spectra of SiO,-DphAs and the azo
compound as a result of its interaction with resorcin indicate the absence of
absorption bands in the visible region of the spectrum of the sorbent itself and the
presence of an intense absorption band with a maximum at 448 nm for the azo
product of the sorbent with resorcin. The intensity of absorption increases
proportionally with an increase in the concentration of resorcinol.

The acidity limits of the medium for the quantitative extraction of resorcinol were
established and it was shown that 2 minutes of contact of the resorcinol solution
with the sorbent is enough for the reaction to proceed. It is not possible to

quantitatively desorb resorcinol from the surface of the sorbent. But the bright
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color of the solid phase from yellow to yellow-hot can be used as an analytical
signal for the determination of resorcinol, and therefore is a prerequisite for the
development of the technique of sorption-colorometric determination.

The principle of the method is based on the extraction of resorcinol from the
sample solution on the surface of SiO,-DphAs with subsequent coloring of the
sorbent, the intensity of which is recorded using diffuse reflectance spectroscopy.
The concentration of resorcinol is set according to the graduation schedule. The
correctness of the method was verified by the "entered-found" method. The results
confirm sufficient accuracy and reproducibility.

Conclusions. A sorption-colorimetric method of quantitative determination of

resorcinol in liquid medicinal forms has been developed.
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