AHAJIMTUYECKASA XUMHUSA BOJAbI

VJIK 543.426 : 541.183 : 546.65
C.B. beabsriokoBa, E.B. Manunka, E.O. JIuBeHoBa

OIPEJIEJIEHUE O®JIOKCAIIUHA U HOP®JIOKCALIMHA
B CTOUHBIX BOJAX ®APMALEBTUYECKUX
MPEANPUSATUI C UCIIOJIB30BAHUEM
CEHCUBWUJIN3UPOBAHHOM JIOMUHECHEHLIMU
KOMILJIEKCOB Tb (I1I)

Yemanoesnenvr onmumanvhule ycenogus momunecyenyuu komnaexcos Th(Ill) ¢ anmubu-
OMUKAMU OKCOXUHOTIOH08020 psida 6 meepooll haze copbenma. Paspabomana memoou-
Ka onpeodenenus oproxcayuna (npeoen oonapyscenus — 0,010 mxe) u Hopghrokcayuna
(npeoen oonapyscenus — 0,001 mxe) 6 cmourbIx 600ax Papmayesmuueckux npeonpust-
MUt ¢ NOMOWBIO MOHKOCIOUHOU Xpomamozpaghuu. Xpomamozpaghuueckyio niacmuHKy
obpabamwisarom cmecvio pacmeopos xaopuoa Tb (IlI) u mempadeyuncynogpama na-
MpUsL U UBMEPSION UHMEHCUBHOCHY TTOMUHECYEHYUU NIMEH.

OTOpUpPOBaHHBIE XMHOJIOHKAPOOHOBBIE KUCIOTHI, IPEICTABUTEISIMU KO-
TopbIX ABJs0TCS orokcauut (OD) u nopdnokcarnuu (HD), aelicTByrot npo-
TUB IIMPOKOTO CHEKTpa OaKkTepuid, MOATOMY JOCTATOYHO IIUPOKO PACIIPOCT-
paHEeHBl B TepameBTHUECKOM mpakTtuke. Mx mpousBoacTtBo Tpelyer
3HAYUTEIBHOTO PACX0/ia YUCTON BOJIBI U COIIPOBOXKIAAETCA 0Opa30BaHUEM 3ar-
PSA3HEHHBIX CTOYHBIX BOJ], KOTOPbIE OOBIYHO MOCTYNAIOT B TOPOACKYIO KaHa-
JU3aLHUI0 U MOJIekKaT OMOJIOTMYECKON OYUCTKE C UCII0JIb30BAaHUEM IPUPO/I-
HBIX MUKPOOPraHu3MoB. Tak Kak MPUCYTCTBYIOIIHE B CTOYHBIX BOJAAX
aHTUOMOTHKU MHTUOUPYIOT IIpoLecC OMOJIOTUYECKOW OYUCTKH, HEOOXOAUMO
pa3pabaThIBaTh METO/IbI ONPEAETICHHS ITUX BEIIECTB B CTOYHBIX BOJAAxX Qap-
MalEeBTUYECKUX MpeanpusTuid. i onpeaeneHuss MaiblX KOJIUYECTB PTOp-
XuHOJIOHOB 10 — 75 Hr/mm® mpuMeHsieTCss B OCHOBHOM METO,T BBICOKOA((eK-
TUBHOM KUAKOCTHOU xpomartorpaduu [1 — 3], KoTopsiil TpedyeT JOPOTOCTO-
SIILEH annaparypsl U I0BOJIBHO CJI0KEH B BBITIOJHEHUH.

Lenb nanHOM paboThl — pa3paboTKa YyBCTBUTEIHHOM, IPOCTON U AOC-
TynHOM Metoauku omnpenenenuss O® nu HO, ocHoBaHHON Ha MX HpeABapu-
TEITLHOM BBIJICJICHUU C MIOMOIIBI0 TOHKOCIIOWHOM XpoMaTrorpaguu v mocie-
TYIOIEH PETUCTPALMH JIFOMHUHECIIEHIIUN UX KOMILIEKCOB ¢ moHamu Tb (I11).

Metoauka 3xkcnepuMmenta. CTaHJapTHBIA pacTBOpP XJIopuaa TepOous
(1-107?) mMonb/aM* TOTOBMIIM M3 COOTBETCTBYIOIIETO OKCHIA KBaTH(UKAIUN
"0.c.4" myTeM pacTBOPEHHUS €T0 B XJIOPUCTO-BOAOPOHOM KucioTe (1:1) ¢ moc-
JIENYIOIIUM yrnajieHueM M30bITKa KUCJIOTHl ynapuBaHnueMm. KoHueHTpamnuio
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Tb(I1I) koHTpOIMPOBAIN KOMIJIEKCOHOMETPUUECKUM TUTpoBaHueM. Ctanaap-
tHbIe pacTBOpbl OD u HO (1-10%) MOJIB/AM? TOTOBMIIA PACTBOPEHUEM TOYHBIX
HaBECOK IMPEenaparoB B 3TaHoiie, BoaHbIe pacTBopbl [TAB (1:107™") mons/mm® —
pacTBOPEHUEM HaBECOK ATUX NpernaparoB. I ITacTUHKY U1 TOHKOCIIOMHOM XpO-
Matorpaduu 66u1r Mapku Sorbfil (copéent — cunukarens CTX-1B3; cBsi3biBa-
IOIIe€ BELIECTBO — CHJIMKA30JIb; MOJI0KKA — aTIOMUHUEBAs (oiIbra), a TakxKe
Silufol UV254 u CTX-1A. JIroMmuHeCcHeHIUIO BO30YK1aIH U3Ty4€HUEM PTYT-
Ho-kBapieBoit tamnbl CBJI-120A co cBetodunsrpom YDOC-2. CriekTpsl Jito-
MHUHECIHEHIIMH PETUCTPUPOBATIN ¢ ToMoIIIbio criekrpomerpa CIIJI-1 ("JIOMO").
JInst u3ydeHus: KUHETUKH 3aTyXaHHsl JIIOMUHECLIEHIMU PUMEHSUIN OCIUILIOT -
padudeckyro peructparuio [4]. [Ipu 3TOM JTFOMHHECIICHITUIO BO30YKIaTH UM-
MYJICHBIM a30THBIM JIa3€pOM C JJIMHON BOJHBI M3ydyeHus 337 HM. CHeKTpsl
MOIVIOLIEHUSI PETUCTPUPOBAIHU € MOMoIIbI0 criekrpodoTomerpa Lambda-9
("Perkin-Elmer"). 3nauenus pH pactBopos msmepsuiiu pH-merpom OP-211/1
("Radelkis") mpu 20 + 2°C.

PesyabTaTsl U ux oocy:kaenue. Odnokcauun (9-drop-2,3-muruapo-3-
MeTwi-10-(4-metm- 1 -munepasunamn )- 7-okco- 7-mapuno-| 1,2,3-de]-1,4-6er3okca-
3MHKapOOHOBAs KHCIIOTA)

o O

OH

|

HsC

u Hop¢uokcauuH (1-3tun-6-grop-1,4-muruapo-7-(1-nunepasunmn)-4-oxkco-3-
XUHOJIMHKapOOHOBAsI KUCIIOTA)

obpasyror ¢ monamu Tb(III) komrIeKCHBIE COEAMHEHUS, B KOTOPHIX OCYIIEe-
CTBIISIETCS CEHCHOMIM3ausl IIOMUHECHEHIIUY NOHA JJaHTaHH/1a 3a CUET BHYT-
PUMOJIEKYIISIPHOTO TIepeHoca 3Hepruu Bo30yxaeHus |5 |. B cnekrpax morno-
uierust O® u HO nmerorcs KOPOTKOBOJIHOBBIE MOJIOCH C MAKCUMYyMaMu IpU
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210 uM 1 OoJiee JUIMHHOBOJIHOBBIE C MAKCUMYMaMH COOTBETCTBEHHO Ipu 301
1 286 um (puc.l). Monspublii k03¢ (HULIHUEHT NOITIONIEeHUs B 00JIaCTH BTOPOU
nonockl cocrasister it Od 3,8-10% u it HO —4,2-10%
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Puc. 1. Cnexmpor noznowenus oprokcayuna (1) u nopnoxcayuna (2 ). C, =
1-107° monw/om’, [ = 1 cm

OHepruu (oToBO30YKIEHHBIX TPUILIETHBIX YPOBHEH JTUTaHI0B, PacCuu-
TaHHbIE N0 crieKTpaM GocopeceHITNHN X KOMIUIEKCOB C UTTPUEM IIPHU TEM-
neparype 77 K, cocranisitor st OD 21050 u ast HO — 21280 e, uto mpe-
BBbIIIAET SHepruto yposHs °D, (20500 cm™) BO30YKIE€HHOIO COCTOSHUS HOHA
Tb(III) u onpenensier BO3MOKHOCTD €€ IEpEeHO0Cca C TPUILIETHBIX YPOBHEH J1H-
ranyios Ha °D, yposenb nantanuia. Hanbosee nHTeHCHBHOM B crieKTpe J10-
MUHECLEHIMN KOMIUIEKCA SIBJISIETCS II0JI0CA U3JIyYEHUS! ¢ MaKCUMYMOM MpHU
545 HM, 4TO cOOTBETCTBYET nepexoy *D, — 'F, (puc. 2).
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Puc. 2. Cnexmp niomunecyenyuu Th (I11) 6 xomniexce ¢ Hopghnokcayurnom.
C,=1107,C,, =210" monv/ow’; I  — unmencusnocmo nomunecyenyuu
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Kommiekcoo6pazoBanue nonos Tb(I1l) ¢ O® nu H® npoucxonut B UH-
tepBaiie pH 3 — 11, MakcuMasnbHasi ”UHTEHCUBHOCTH JIIOMUHECLEHIIUU HAa0II0-
naetcst ipu pH 7 — 8 (puc. 3). UnrencuBnocts momunaectieniiuu Tb(III) B
KOMILJIEKCAX 3HAUUTENIbHO YBeIUUUBaloT (Ha 1 — 2 nopsaka) annonusie [1AB:
nonerui-(J1C), tpunemmn- (TALL), rerpanerun- (TTC) u rekcaaenmicyib-
¢art narpus (IZ1C) (tadm.1).

Imom
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40

20

0 3 [ 9 12
pH

Puc.3. 3asucumocms unmerncuenocmu aromunecyenyuu komniexcos Th(lll) c
ogproxcayunom (1) u nopgnoxcayurnom (2) om pH pacmeopa. C,, = 1-107, C, =
2107 monv/om’

Tabnuya 1. Brusnue I1AB na unmencuenocms nioMunecyeHyunu KOMNIeKcos
Tb (111) ¢ anmubuomurxamu

AHTHONOTHK Il *
JJ1C TALL TTAC I'J1C
Hopdnokcanuu 186 209 235 181
Od¢nokcanun 22 110 115 72

* [o — MHTEHCHBHOCTb JIIOMUHECIICHIIUU B oTcyTcTBHE [IAB; / — TO e Tpu mo0aBiie-
HuU pa3nuuHbIX [IAB (cM. mosicHEHUS B TEKCTE).

YcranoBiI€HO, 4TO B IpUcyTCTBUN 3TUX [IAB npoucxout 3HaunTensHoE
CHIDKEHHE DHEPIHH TPUIUIETHOrO ypoBHA juranga: st O® — na 560, ans
H® — Ha 775 cm’!, ipu 3TOM 3HEPrUsi TPUILICTHBIX YPOBHEH XHHOIOHKApOO-
HOBBIX KUCJIOT CHIKaeTcs u cocrapisier 20500 cm!. biimszocts sHepreTnyec-
KOro ypoBHs nosa tepous °D, (20500 cm™) B mpucyrctsuu [TAB crioco6cTBy-
€T YMEHBIIEHUIO 0€3bI3Ty4aTeIbHbIX TOTEPh YHEPTUU BO3OYKACHUS U Oojee
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3¢ dexkTUBHOM Nepeaye YHEPruu Ha MOH JIaHTaHu1a. MccnenoBanyue KUHETH-
Ku 3aryxaHus JromuHecteHnuu nona Tb(IIl) B kommiexce ¢ H® nokasaio,
yto B npucyrctBuu [1AB nmpogomkuTensHOCTh KU3HU BO30YXKIEHHOTO CO-
CTOSIHHSI KOMILJIEKCA 3HAUUTEIHHO Bo3pacTaet (0T 43 10 637 mkc). [lomyuen-
HBIE PEe3YJIbTaThl CBUIETEILCTBYIOT O BXOXKJEHUN MOJeKyibl [IAB Bo BHYT-
PEHHIOI0 KOOPAMHALIMOHHYIO C(epy KOMIUIEKCa B Ka4eCTBE BTOPOTO JIMTaH 1a.
WNurencusnas momunecuenuus Tb (I1I) B kommiekcax ¢ O® u H® coxpansi-
eTcsl Ha TBEpZIOM MaTpulie, B YaCTHOCTHU B ciloe copOeHTa Ha XpoMarorpaduyiec-
Kol rtactuHKe. Cpey HCTIBITAHHBIX MaTepraioB HanOoJIee YeTKUE H300paxKe-
HUSI [I9TEH aHTUOMOTHUKOB TOJTy4€HbI PH UCIOJIb30BaHUU IIaCTHHOK Sorbfil.
B kadyectBe moaBuxKHBIX (a3 ObUIM HUCHBITaHbI CIEAYIOLUIUE MHAUBHUY-
aJIbHbIE PACTBOPUTEIN U UX CMECH: OEH30JI, TOIYOI, XJI0podopM, FTUIIALIE-
TaT, yKCyCHasi KUCJI0Ta, OyTaHOoI, IPOMAHOJ, alleTOH, 3TaHOJI, METAHOJ, alle-
TOHUTPUJI, BOJHBIA aMMHUaK, popMamMua. YCTaHOBJIEHO, YTO ONTUMAlbHAs
MOJIBUJKHOCTD U CEJIEKTUBHOCTD pa3JIeIeHUs MATeH GTOPXUHOJIOHOB HaOI0-
JIAt0TCsl IPU UCIOIb30BaHUU CMECH METaHOI — 25%-Hbli pacTBOP aMMHUaKa —
stuanerar — anetroHuTpui (1:1:2:1). Iopsuxkunocts OD u HO nipu aToMm co-
craBisier coorBeTcTBeHHO 0,65 u 0,40. Mcnonb3oBaHue Apyrux noABHKHBIX
¢a3 npu Bo3pacTaHUM JIMOO CHUKEHUU MOABM)KHOCTU aHTUOMOTUKOB CIIO-
cOOCTBYET 3HAUNUTEIHLHOMY YMEHbILEHUIO CEJIEKTUBHOCTH Pa3/IeICHUS MISTEH.
OnTUMasbHbIH 00beM MPOOBI, HAHOCUMO# Ha IUIACTHHKY, COCTABIISCT 2 MM’
[Ipu MeHbIINX 1 OONBIIKUX KOJMYECTBAX MPOOBI NATHA HA IJIACTUHKE IPHOO-
peTtaroT BHITAHYTYIO hopmy. HTeHcuBHOCTH JitoMuHecueHuu Tb(11l) Ha nstae
XpomaTtorpaMMmsbl 3aBUCHUT OT koHIleHTpanuu Tb(IIl) cnexyromum o6pazom:

C - 10% mom/av> ............. 1 5 10 50
0 45 100 95

OTH.€

Onrumanbhas konueHtparus Tb(III) cocramser 1-107 moub/am?.
MakcumasbHasi ”HTEHCUBHOCTD JTFOMUHECIISHIINU COPOATOB KOMILJICKCOB
O® u HO c Tb(I1I), kak 1 B BOAHBIX pacTBopax, oOHapyxuBaetcs npu pH 7 —
8. Jlu1st co3anust HeOOXOAMMOM BeTMUMHbI pH 1mpu posiBIeHUH TIIACTHHKH K
pactBopy TbCl, no6asisiin yporponuH. Kak BUIHO U3 IIPUBEIEHHBIX HIKE
JaHHBIX, HHTEHCUBHOCTD JIFIOMUHECIICHIINU COPOAaTOB MaKCMMajbHA B TPH-
cyrctBun TTJC npu koruentparmu 1-10° moss/mm?*:
C 10%, mosts/aM> ............... 1 5 10 50
21 74 91 90

TTAC

OTH.€

Metonuka onpenesenus. Metoauka pa3paboTaHa Ha CTOYHBIX BOJax
dapmanesruueckoro npennpusatus OAO "UatepXum". B mpoObl cTOUHBIX
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BOJl 00beMOM 10 cM® BBOIMITN pa3inyHbIC KOJIMYECTBA STAHOJIBHBIX PACTBO-
poB O® 1 H® u pazbasisum 1o 100 cM® qucTHILIMPOBAHHOM BO/IOH. AHAITH-
3UpyeMyo poOy 00beMoM 2 MM® HAHOCHIIH IITTPULIEM Ha JIMHUIO CTapTa Iia-
CTUHKH pazmepoM 20x80 MM, TapajuieIbHO HAHOCWIA CTaHJAPTHBIN pacTBOP
O® 1 H®. B kauecTBe cTaHJapTHBIX UCIIOIH30BAJIM BOJHO-3TaHOJbHBIE (2:1)
pactBopsl OD 1 HO ¢ xonnentparueii 1-107° — 1-10~ mons/am’ (B 3aBUCHMO-
ctu oT npeanonaraemoro coaepxkanusi O® u H® B obpasue). [lnactunky
MOJICYIIMBAJIA U MTOMEIATIU B XpoMaTorpauyecKyto KaMepy B MOJABHKHYIO
¢azy. Korna ¢dpoHT pacTBOpuTENs AOCTUTAT BBICOTH 70 MM, MJIACTUHKY U3-
BJICKAJIM U3 KaMepbl U OTMEYaju nosnoxeHue ¢pponra pactsopurens. [lomy-
YEHHYI0 XpOMAaTorpamMMy BBICYIIMBAJIU M paBHOMEPHO 00padarbIBau Mpo-
SIBUTEJIEM — PACTBOPOM, KOTOPBIi comepkait 110~ monb/am?® ximopuaa tepous,
1-107 mons/am® TTIC u 40 r/am’® yporponuna. Mnentuduxamuo OD u HO
Ha IUIACTUHKE MTPOBOJIMIIM 110 MOSIBICHUIO 3es1eHoM TromuHecteHuu Th(11l)
IIPU OCBEIICHUH JIIOMUHECLICHTHOH J1aMIIOl, BU3yaJIbHO CPAaBHUBAsI CBEUEHUE
poObl U CTaHAapTa.

KommuectBennoe onpenenenne O® u HO npoBoauau mo rpaayupoBod-
HBIM I'paduKaM, JUIsi HOCTPOEHUS KOTOPBIX OCTYIIAIH CIEAYIOIINM 00pa3oMm.
Ha nyacTvHKYy HaHOCWIM pa3iuyHble KOJUYECTBA CTAHAAPTHBIX PACTBOPOB
O® 1 H® u nanee npoBoauiu XpoMaTorpagupoBaHUE U MIPOSBIEHUE XpOMa-
TOTPaMMBbI, KaK OIIMCAHO BBIILIE. 3aTeM U3 IJIACTUHKY BhIpe3anu nsaTHa ¢ OD
u HO, nomernianu B KIoBeTY JUIsl TBEPAbIX 00pa31i0B, HUHTEHCUBHOCTD JIIOMU-
HECLEHIIUU U3MepPsUU pu 545 HM.

[Ipenen o6napyxenuss H® cocrapnsn 0,001, a st s OP — 0,01 mxr
To4HOCTP U TOCTOBEPHOCTH OIPENEICHUs 3TUX MIPENapaToB MPOBEPEHA Me-
TOJIOM CTaTUCTHUYECKO 00pabOTKU pe3ylbTaToB aHalIn3a, KOTOPbIE IPUBEE-
HBI B Ta0I. 2.

Tabnuya 2. Pezynomamsl onpeoeieHus aHmubuomuKo8 8 CmouHou 800e
(mn=235;P=095)

AHTHOMOTHK Brenerio ‘ 3 Haitrero Sr
MI/IM

1,0 1,02 £ 0,08 0,06

Hop¢mokcanun 5,0 51+03 0,05
10,0 10,2 £ 0,6 0,05

5,0 5,1+£0,4 0,06

Odrokcaruu 10,0 9,6 +0,7 0,06
20,0 20,1 +1,2 0,05

74 ISSN 0204-3556. Xumus u mexnonozus 600wi, 2008, m. 30, Nel



BblBO}IbI. PaBpa60TaHHI>I€ MCTOJUKHU ABJIAIOTCA JOCTATOYHO YYBCTBUTCIIb-
HBIMU, HAACKHBIMU, ITPOCTBIMU B UCIIOJIHCHUH U, 110 HAIIEMY MHCHUIO, IIPUTOO-
HBIMU JJIA IIPUMCHCHM B KOHTPOJIC 3arpsA3HCHUA CTOYHBIX BO aHTHOMOTHKAMH.

Pe3rome. BecraHoBieHO onTuManbHI YMOBH JIFOMIHECHEHIIT KOMIUIEKCIB
Tb(IIT) 3 anTHOI0THKAMU OKCOXIHOJIOHOBOTO PsIy y TBepiii pasi copOeHTy. Pos-
poOIeHO METOMKY BU3Ha4eHHS oduiokcarnHa (Mexxa BussieHHs 0,01 Mkr) Ta
Hop¢nokcanyHa (Mexa BusBieHHs 0,001 MKr) B cTIUHUX Bojiax apMalieBTUY-
HUX TITPUEMCTB 32 JOTIOMOTOI0 TOHKOIIIApOBO1 XpoMarorpadii. Xpomartorpa-
¢iyHy MmIaTiBKy o0poOIII0I0TH cyMilIo po3unHiB xjaopuny Tb(IIl) ta
TeTpaeIMICYIb(ary HATPIFO 1 BUMIPIOIOTH IHTEHCUBHICTH JIIOMIHECIICHIIIT IIJISIM.

S.V. Beltyukova, E.V. Malinka, E.O. Liventsova

THE DETERMINATION OF OFLOXACIN AND NORFLOXACIN
IN SEWAGE OF THE PHARMACEUTICAL ENTERPRISES USING
THE SENSITIZED LUMINESCENCE OF Tbh(1II) COMPLEXES

Summary

Optimum conditions of the luminescence of the complexes Tb (III) with
oxoquinolone antibiotics in a solid phase of a sorbent are established. The
technique of determination of ofloxacin (detection limit 0,01 mg) and of
norfloxacin (detection limit 0,001 mg) in sewage of the pharmaceutical enterprises
by a thin layer chromatography method is developed. The chromatographic plate
is treated by a mixture of solutions of Tb (III) chloride and sodium tetradecyl
sulfate and intensity of a luminescence of spots is measured.
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