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OCHOBHI ITYBJIKALIT

BVILIEBCHKHH B. , JIEBEJJHHEL]D JI.

MOJIHPIKALISA IMPOBOIIATOTOBKH
B AHAJII3I 3AJIMINKOBHX PO3YHWHHHUKIB
Y JIHUKAPCbBKHUX CYBCTAHUIAX

Paspaboman memod onpedenenus OCMAMoNHHX KOIUYeCmE OuxiopImana & cyb-
CMAnYUAX NeKapcmEenibix nPenapamos; HUCMamunda u HuYeponuna nymem KOHYenmpu-
pOGaHUA IPUMECER U3 2a3z06oll (azel 6 Kanmo op2anuieckozo pacmeopumens (SDE).

[Tpedcmaenennviii MEMOO, NO CPABHEHUIO ¢ MPAOUYUOHHBM MEMOOOM napogdasno2o
ananruza, obaadaem paoom nPEuUMy{ecms u AenAemcs Honee IKOHOMUYHBIM.

The method of dichlorethane residual amounts determination in substances of medi-
cinal preparations: nistatine and nicergoline, by single drop extraction (SDE), is devel-
oped.

This method, in comparison with the traditional method of head spase analysis has
number of advantages and is more economic.

PO3BHTOK aHANITHYHHX METO/IB, BHKOPHCTAHHS CYYACHHX MPWIAJIB 3 HYTIH-
BUMH | CEJIEKTHBHHMM €TEKTOPaMH He 3HiMae npobnemu niarotosku npob. He-
3HAYHA KILKICTh PEYOBHH, IO MIAIAralOTh BU3HAYEHHIO Y 6araTOKOMNOHEHTHHX
npobax npu aHanizi 00 €KTIB JOBKILIA, XapYOBHX NMPOAYKTIB, HapMaleBTHYHHX
npenaparis, BUMArac i30J10BaHHs i MNONEPEIHbOrO KOHLEHTPYBAHHA ULTbOBHX
KOMMOHEHTIB. PO3B’A3aHHIO LMX NpobnemM Cnpuse 3aCTOCYBAHHA CY4YaCHHX METO-
JIiB KCTPaKUii | KOHUEHTPYBaHHS.

Mpu nigrorosui npob y xpomatorpadiuHux N0CNIKEHHAX LIKPOKO BHKOPHC-
TOBYIOTH PIAWHHO-PIAMHHY €KCTPAKLIIO, AKA € HAHIABHILIWM METOIOM PO3JILIEH-
Ha cymiweil [1]. PiavHHo-pianHHa ekcTpakiuis moxe OyTH 31iHCHEHA BpY4HY
CTPYLIYBAHHAM MPOOH, L0 aHANI3YETHCA, 3 OPraHiYHHM POZYHHHHKOM Y JIIHIb-
Hilt niiiul abo 3a ponomorolo ekcrpaktopa GesnepepsHol Ail. B 3anexxwocTi Bia
YMOB €KCTPaKLii, eKCTPAKTH MICTATL MAIONETKI JOMILIKH CEPeAHbOT 1 HU3bKOT
MONAPHOCTI, KHCAOTH ab0 JIyrH (EKCTpakilis NpH BIANOBIAHKX 3HaueHHAX pH).
Lleit BMA eKCTpaKLLT, MAKOYK MepeBary B MPOCTOTI BHKOHAHHA, He no3basneHui
nenonikis. [pouenypa excrpakuii 3abupac Garato yacy | BHMarae BAKOPHCTaHHS
BEJTMKOI KiJIbKOCTI KOIITOBHHX PO3YWHHHKIB, L0, SK MNPAaBHJIO, € N1OCHTL TOKCHY-
HUMH. Po3ninenns y Takuit cnoci® BOAHOT | opraniyHoi (a3 yacTo CynpoBOIKY-
€ThCA YTBOPEHHAM CTIHKOT eMyJibeii, 0coOnMBO Npu py4Hii excrpakuii. Kpim To-
ro, HeoOXIiAHI 10AATKOBI MPOLEAYPH BHINAPOBYBAHHS EKCTPAreHTY 3 METOI0
KOHLEHTPYBAHHA PEYOBMH, 1O AHANIZYIOTHCS.
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KpiM piaunnoi ekcrpakuii, npu niarotosui npod ans xpomarorpadiuHoro
aHanizy BHKOPHCTOBYEThCH TBepaodazopa ekcrpakuis. [lpouenypa teepaodaso-
BOi EKCTPAKUii FPYHTYETLCS HA PO3AUICHHI PEYOBMH Y Pe3ynbTaTi copOuiiHMX
i i0HoOOMiHHKX npouecis. Llei MeTon BUKOPHCTOBYETHCA IS BHIIYYEHHS 3 BO-
JSHHX pO3uHHiB 3a0pyAHIOBaYIB Pi3HOT NoNApHOCTI. JINS KOAKHOT KOHKPETHOI 3a-
Jla4yi BUKOPHCTOBYIOTL COpOEHT 3 BIANOBIAHWMH XapakTepHcTHKamu. [lepesaroto
LLOr0 METOAY eKCTPaKilii € MONUIMBICTL 00pobnsTH Benuki 3a 00’ emom npobu
HEBEJIHKOIO KiNbKICTIO TBepaoi (azu (copdenty). Ina necopbuii nocrathbo Manoi
KUILKOCTI PO3YMHHHKA-AecOopOeHTa, 10 JA03BONSE BHKIKOUHTH 3 IOAATKOBI Mpo-
ueaypu BunaposyBaHHs. [Ipn Manux KinbkoCTSX po3vHHHHKa-IecopbeHTa cyTTe-
BO 3MEHLIYETbCA PH3HK 3a0pyanenHs npobu. Jlecopbuis moxe OyTu 3aificHeHa i
B TepMiuHuii cnioci®. Excrpakuis, B 3anexHocTi Bin 06’ emy npob Boau i xapakre-
PY AOCNIKYBAHHX PEYOBHH, MOXKE NPOBOJAMTHCA Y NAaTPOHI, 3aNOBHEHOMY COp-
Gentom [2—4] abo Ha memOpanHux auckax [5, 6].

OcTaHHIM 4acOM METOAM eKCTPAKLIT 3a3HaNK CYTTEBOI MOAEpHI3auii. Y Tex-
Hiui TBepaodazosoi exkcrpakuii [aBnuwus i3 cnisasropamu (7] pospoGus i npen-
CTaBMB METO/ MIKpOTBepaoda30Boi eKCTpaKLLT, AKHI BKE LUIHPOKO BUKOPHCTOBY-
€TbCA B AHAIITHYHIH NPAKTHUI NPH aHani3i CNiIOBMX KUIbKOCTEH pEvOBHH B
PI3HOMaHITHHX NPoGax, OCKIIbKH € YHIBEPCAIbHHM METOJIOM i30JIIOBAHHA | KOH-
UECHTPYBaHHA IOMILLIOK 3 Pi3HUX MaTpHLb. CyTh METO/ly NONATaE B MiKPOEKCTpa-
KUIT LIILOBHX KOMIIOHEHTIB PIAKOIO (a30i0, 110 HAHECEHa HA KBapLOBE BOJIOKHO,
BMiLlleHe Y roKy Mikpownpuua. ITpy 3aHyproBaHHI FOJIKH TAKOro WINpHLA Y po3-
YHH, WO MiUIArac aHani3yBaHHIO, UIbOBI JOMILUKH KOHUEHTPYIOTBCS HAa MOIM-
(ikoBaHOMY BONOKHI, micns 4woro Bigibpana npoba UMM CaMHMM LUMPHLIOM YBO-
AHTHCA B iHKEKTOp Xpomarorpada.

Cooroaui Mikpomeroau HaOynu wMpokoro posnosciomkenus. B 1997 p.
Jeannot i Cantwell [8] i nezanexno Bin Hux He i Lee [9] 3anpononysanu npocruit
METO/1 MiKPOEKCTPaKLiT y KPanio OpraHivHOro po34MHHHKA, 11O BUCHTb HA KiHLI
FOJIKH MIKpO-LINPHLA, 3aHYPEHOrO Y PO3YHH 3 PO3HYHHEHOIO Y BoAi npoboio. Bu-
JABJIeHa Kparuis OpraHi4HOro po3vyHHHMKa abcopOye JOMILIKH, WO 3HAXOAATHCA
y BoaHii ¢asi, Tob6To BiaOyBa€eThCH PiAMHHO-PIAMHHA MiKpoeKcTpakuis. B piauu-
HO-PiIMH-HIH eKCTpaKUil PO3NOALT MK BOASHOIO | OPraHiuHo (asaMu peyorH-
HH, W10 aHANI3YeTbes (AHANITOM), XapakTepH3yeTbCs KOediliEHTOM pOo3/lifieHHs
(K0). PiBHOBara BCTAHOBIIOETHCA LIBH/LIE, AKILO MPOLEC 3MILIYBAHHA MPOXO-
JUTH MPH eHEPriHHOMY CTPYLLYBaHHI:

AH(ag) = AH(o), (1)
ne AH — ananit, ag Ta 0 — BOAHA Ta opraHiuHa a3, BiANOBIAHO.
CniBBiIHOWEHHS KOHLEHTpaWIT aHaniTy B 060X ¢a3ax npH BCTAHOBNEHHI piB-

HOBArH € NOCTIHHOO BEJIHYHHOIO:

Ko = [AH]o / [AH] aq . (2)



[Tp pianHHIi eKCTPakUil PIBHOBAKHA KOHUECHTPALLIA AHANITY B OpraniuHii
(a3l ONUCYETHCH PIBHAHHAM:

K Cagq,init
1+ KVo/Vag’
ne K — koediuient posainenns, Cagq, inil — NOYaTKOBA KOHLEHTPALLIA aHANITY B
soaniit dasi, Cag.eq ta Co,eq — pIBHOBAXKHI KOHLEHTPALLIT B BOAHIN | OpraHiuHii
dazax, sianosiano. K 1a Cagq,eq nosuuni OyTH 10CTaTHLO BEIMKHMH, a (asose
BIIHOLIEHHS MOMIPHO MATHM — UIA YHHKHEHHS npobnemu 3 uinauenuam. Kpim
TOro, 3aCTOCOBYIOMM LieH METOJ Y PYTHHHOMY aHanidi, MOXKHA OOMEKHMTH uac
BCTAHOBJIEHHS piBHosard. Tox, KoHuewrpauis B oprauiuniii dasi moxe OyTu
Tpoxu menwia Hik Co.eq. Jeannot i Canwell onucanu piMHHy MIKpOEKCTPaKILIO
y Kpanio posudHHHka (Solvent micro extraction):

Co.eq =K Caq.eq = (3)

dCo/dt = Ai /Vo * bo (K Cag — Co), (4)

ne Co — KOHLEHTpALLA aHaniTy B opradiuHii ¢asi 3a yac 1, bo — macosuii koedi-
HIEHT NEePETBOPEHHSA BIJIHOCHO OpraHivuHol (asu, Ai — niowa xpomarorpadiuno-
ro curnany . Cag — KOHUeHTpauis aHanity B BoAHIH ¢asi 3a vac (.

Toni pisustnsg (4) moxe OyTH nepeTBopeHe:

| tho =1 lbo+k lbag . (5)

ne hota bag — imauBiavaishi TpaHcdopMosani macosi koeditlieHTH B 000X hazax.

JIns BUKOHAHHS aHaNi3y 3@ TaKoK NPOLELYPOO HEOOXIAHO EKCNEPHMEHTANb-
HUM LIAAXOM BH3HAUKTH 00'€M Kpanii, 4ac BCTAHOB/IEHHS PIBHOBArM i Yac eKCT-
pakuil 10CAUIKYBAHUX PEHOBHH Y Kpanito po3uuHHuka. Llei cnocib niaroropku
npobu GyB 3aCTOCOBAHWIT NPH BH3HAYEHHI TPHIAJOMETAHIB Yy NPUPOAHIH BOAI
[10]. Bu3HaueHHs MPOBOAKIOCS i3 3aCTOCYBAHHAM ABOX crnocobis npoboniaroro-
BKH — LIAXOM MikpoTeepaodazopoi ekctpakuii ( SPME ) i wnsxom mikpoekcT-
pakuii B Kpaniaw opraviyHoro posuutuunka (SDE).

[MopiBHAHHA O/ICPKAHUX PE3YILTATIB HaBeACHO Y Tabauui 1.

Tabauun 1. [MopiBHAHHS Pe3yIbTATIB AHAJIIZY TPHIAJIOMETAHIB

B NPHPOAHIH BOJI i3 32CTOCYBAHHAM
pizHHX cnocobis npodoniiroToBKH

R— Mexi K&Jliﬁp)’BZﬂle(ﬁ SDE SPME
kpusoi, mkg/L r RSD r RSD

CHCl; 1.9-26.2 0.982 4.4 0,992 3.4
I:(:IiBr('Iz 2.1-12.0 0.979 5.1 0.996 2.8
CHBR,Cl | 1.6-0.8 0.989 3.1 0.994 2.8
CHBry 0:5-92 0.997 2.5 0.996 FARN
Hpusmimeu: r — koediuicHT perpecii ctanaapTioi kpusoi, RSD - sinnocue crannaptue
BUIXHAECHHA (OTPUMAHE 3 NJouL NIKIB curnanis npu # = 10), pospaxosaHe sk (ctannapiie
minxunenus [ 3Havennn) x 100 %,
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["a3oBa ekcTpakuis SK METOA NIIFOTOBKM Npol TaKOXK 3a3Hana ICTOTHOT MO-
andikauii. Lupoko sinomuii meton napodasnoro ananizy (Head space), o 3a-
CTOCOBYETBLCS JUIA BHIHAYCHHA JIETKHX IOMILIOK, NPH MEBHUX 3MiHAX cTac Dibu
YYT/IHBHM | JI03BOJIAE BH3HAYATH CIIOBI KUILKOCTI FaloilOBMICHUX OPraHiuHHX
AOMILLIOK HABITb MPH BHKOPHCTAHHI NOJIyM SHO-10HI3AWIHHOrO 1eTEKTOpA.

[MpuHuun napodainoro awanizy nonsrac y Hactynuiomy. B cneuianbhuid
(hnakoH MICTKICTIO V' NOMILLAIOTL HABAKKY A0CILLKYBAHOIO po3uHHy ado Teep-
noro npenapaty ob’emom Fap. O6 em raszosoi ¢gasum Vr = V — Vip. ®dnakou rep-
METHYHO 3aKPHBAIOTH | TEPMOCTATYIOTH 10 BCTAHOBICHHS PIBHOBAMH MIXK ra3o-
BOI0 (az010 i npobot0. ANIKBOTHA 4YacTHHA ra3oBol (a3H BBOAMTCH B IHKEKTOP
xpomaTtorpada i BuzHauaeThes abCONIOTHE 3HAYCHHA KOHUEHTPALIT JIETKOT peyo-
BHHH v ra3oBiit ¢asi Cr. OckiIbKKH B NPOLEC BCTAHOBNEHHA PIBHOBArH KUILKICTh
JETKOT PEHOBHHH B 1PODHI 3MEHLIMIACHL HA YACTHHY, LLO nepeiitia B razosy (asy.
O4aTKOBa KOHUeHTpauis Co, np 3MeHwunaca. KibKicTh peqoBHHM, 110 BHLi-
nunaca B rasosy tazy (Cr), szanekurs B KoediliEHTY pomincuuﬂ
K = Co, np / Cr i cniggianoiuenus o6 emis dasz r = Vr/Vip. bes BpaxyBaHHA IMi-
HH 00 €My ﬂp06H. MPHIAMAIOYH 110 'iMlHy BIIHOCHO MaJsolo, KOHlleHTpallHO ner-
KOT pedoBHHH B 1pobi 3a 11 BMICTOM Yy PIBHOB&KHIH ra3osid ¢azi BU3Havaemo 3a
PIBHAHHAM:

Co.np =Cr (Ktr). (6)

AJle NpH J0CNIPKEHHI CIII0BHX KIJILKOCTEH JICTKUX J10MILWIOK B Boal abo y
TBEPAHX Npo0axX YYTIWBOCTI JAETEKTOPA HE BHCTAYAE U1 HALIHHOIO BH3HAYCHHS
CTATHYHOT ra30BOT €KCTPAKLLT 33 HABEACHHM METOA0M. Y TAKHX BMMNAAKAX 3aCTO-
. COBYIOTb IHHAMIYHY I'a30BY €KCTPAKLLIO, MPOBEACHHSA SKOT BUMAIAe JI0AATKOBOIO
obnaaHaHHA i yacy.

Hatomicth OyB 3anpononosanuid [11] MeTon KOHUEHTPYBAHHA AOMILIOK 13
ra3oBol (hasu B Kparuo opradivunoro pozuunuuka (Single drop extraction — SDE),
10 BHCHTH HA KIHYMKY TOJIKM MIKPOILTIPHLA, AKHH HE 3aHYPEHHH B PO3UHH, a 3a-
NHUIEHHIA Yy ra30oBiil (a3l nicns BCTAHOBIEHHA PIBHOBArW MK ra3oBoio $asoio i
npodoIo — NPH EKCNEPHMEHTAILHO BH3HAYEHIH Temneparypi.

MeTa wiei poboTH NONArac y AOCHIIKEHHI MOAKIMBOCTI 3aCTOCYBAHHSA METO-
Ay SDE npu ananizi nikapebkux cyOCTaHIIR Ha BMICT 3a/MILIKOBHX OPraHiyHUX
PO3YMHHHKIB, 30KpEMa — BMICT JIMXJIOPMETaHY B CYOCTAHILIAX HILLEProaiHy | Hic-
TaTuHy. JleTki opraHiuHi pO3YHHHHKHM BHKOPHCTOBYIOTHCA (abo YTBOPIOKTHCA)
NpH BHPOOHHUTBI JIIKAPCHKHX cyﬁcmuum BoHu ne mMaioTh TepaneBTHHHOT Aii,

’ll.!\BdTHO! Jlﬂ\apChKOM\- 33‘.0(}/ 1 NOBHHHI BH/IAIATHCH i3 L)GL!&HI[]I ]\ BMICT A
npenapati o0yMOBIOETLCH BIANOBIAHUMHM cepTudikaTtamu. Jlna koHTpono Bmic-
TY OPraHivHUX 3aHLIKOBHX PO3YMHHHUKIB 3aCTOCOBYIOTHCA razoxpomarorpadyiyti
METO/IH, YYTIIHBICTb SKHX 3a0e3neuye HapiRHICTL OTPUMYBAHWUX PE3yNbLTaTIB.

V ¢XeMi CHHTEe3Y HILEeProaiHy | HICTATHHY BHKOPHCTOBYCTHCS AMXJIOPMETaH —
SK PO3YHHHMK 18 KpucTamizawii. [TpHey THICTL HbOIo PO3YMHHHMKA B KUILKOCTI,
o nepesuuye 0,05 % i macn cybCTaHiil. MOKE BUKIMKATH NPH BAKHBAHHI
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npenapaty HedaxkaHi yckuanHenns (Hedporokcukos).TpaauuiiiHo BMICT aMxIIO-
pMETaHy BH3HA4a€TbCs razoxpomarorpadivHum meroaom. Hapakka cyGeramuii
PO3YMHAETBCA Y BIANOBIAHOMY PO3YHHHMKY, i NPH BH3HA4YEHUX XpomaTtorpadiy-
HHX YMOBAx NPOBOAMTHLCA AHANI3 HA BMICT OPraHiuHOl A0MilKH. Yepes Hu3bKHii
JNOIMYCTHUMHH BMICT JMXJIOPMETaHY | BIZIHOCHO HEBENIHMKY YYTIHBICTb 10 HbOFO
NOJYM’SHO-IOHI3aLIHHOrO AETEKTOpa HaBakKKa npenapary aocsrae 1-2 r. [lpu
aHanisi i3 3aCTOCYBaHHAM JICTEKTOPA €/IEKTPOHHOIO 3aXBaTy BUHWUKAIOTL yCKNaj-
HEHHs Yepe3 BUKOPHCTaHHS AHMETHI(OPMaMilly — K PO3YHHHHKA HABaKKH Cy0-
craHuii. BpaxoByloun BHCOKY BapTiCTb JIIKAPCbKHUX CyOCTaHUii, 3 METOK 3HM-
KeHHs coOiBapTOCTI aHanizy i BIAMOBH BiJl PO3YMHHHMKA [UIS NEPEBEICHHS
HABAXKKH Y PO3YHH, MH NPOBE/H JOCHIUKEHHS MOAJIMBOCTI BHKOPHCTAHHS METO-
ay SDE ans niaroroBku npobu npu aHanisi 3a/lHIIKOBOrO pO34HHHHMKA B cyOcTa-
HLIISX HILEProJiHY | HICTATHHY.

EKCHEPHMCHTMBHR HYaCcTHHA

Mamepianu i peaxmusu. Jluxnopmeran (v), MERK (Germany), rekcan (v),
Fluka (Buches, Switzerland), reniii i azor ( 99,999 %) dipmu «Aiiconik» (Oneca,
VYkpaina), neioHizoBana poja, onepkada Ha npunani MILLIQ (Millipore El Paso
TX, USA), wnpuu razoxpomarorpadiunuit Hamilton (Reno Nevada 720) ans ek-
cTpakilii Ta iHXKekwlii, KonoHKka kBapuosa kaninapua RTx-5 (Restek Bellelonte,
PA,USA): 30 m x 0,53 mm x 3 MkM, dnakonu ckisti s napoda3zoBoro aHanisy
(20 mn).

IHlpunaou i o6naonannn. Xpomarorpadp STAR 3400 d¢ipmu Varian (USA)
3 iOHI3aliHHO-NIONYM ' SHHM JeTexkTopoM. Tepe3u auaniTHui dipmu Mettler-T
(Germany). Cymnnsta wada ¢pipmu Memmert UE-200 (Germany).

Xpomamozpaghiuni ymosu. Temnepatypa nerekropa i ikxkekropa 250 1 220 °C
BianoeigHo. Temnepatypa KOJIOHKH NPOrpamMyBajlacs B PeXKHMI: MOYATKOBA TEM-
neparypa — 30 °C, niausTrs TeMnepatypu 3i weHakictio Big 5 ao 70 °C npors-
romM | XB i 3 XB Ta noaanbiue NiAHATTS TEMNEPATYPH 3 TIEKO XK LWBHIKICTIO 0
250 °C. Butpumka — 3 XB. YMOBH aHani3y BIANPalbOBYBAIHCA HA CTAHAAPTHHX
PO3YHHAX AUXJIOPMETaHY, BHTOTOBJIEHHX Ha Jei0OHI30BaHiH BOAI.

ITiozomoexka npobu. Hapaxky cybcranuii (Hiueproniny abo HictaTuHy) Bia-
Oupanu y cneuianbHuid dnakon micTkicTio 20 M1, repMeTHYHO 3aKpHBaH Npob-
KOIO 3 TEPMOCTIHKOrO MaTepiany, 3aKaTyBalid allOMIHIEBUM KOBMNAa4yKOM. 3aKpH-
THI  (raKkoH BUTPUMYBAIM Y TEPMOCTaTI NPH ONTHMaNbHIA Temnepartypi
NPOTAroM 4acy, HeoOXiZIHOrO U1 BCTAHOB/NEHHS PIBHOBArH Mix npoboto i raso-
BOIO (haszoto Han Heto. [Tpolueaypy eKcTpakilii NPOBOHIM TAKHM YHHOM:

- OpraHiuyHuii po3unMHHUK (rentan) Habupanu y mikpownpuu ob’emom 2 MK,
rOJIKOIO LINMPHLA NPOKOMIOBATH NPOKAanKy y npobui ¢gnakoHy, 3aHypiolOYH ron-
Ky winpuua y rasosy ¢asy;

- TUTYHXEPOM LINpPHLA BHAABMIOBANIH KpParullo pPO34YHHHHMKA 06’eMoM 2 MK
| BUTPHMYBAIH 1 Ha KIHYHKY FOJIKH MPOTArOM uacy, HeoOXiIHOrO s eKCTpaKLii
JUXJIOPMETAHY B KPario po3yHHHHUKa ( renTany);



- Kpariio BTArYBaNH B CEPEAHHY LINPHLA i WNPHLL BHIMaNH 3 gnakony;

- WNPHLL YBOAWNH B iHXEKTOp Xpomatorpada, BuBeneHoro Ha pobounii pe-
HKHM.

CxeMy yCTaHOBKH HaBEACHO HA PHCYHKY .

| —
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Puc. 1. Cxema niarorosku npobu a0 rasoxpomaTorpadivHoro aHanisy:
1 — Mikpownpuuy
2 — Kpans po3uHHHHKE,
3 — ra3oea (asa;
4 — nocnimxysana npoba.

PesyabTaTh i 06ropopenus

06'em kpanni. Ha pucyHKy 2 HaBeJeHO 31EXKHICTb BETHYHHU XPOMATOrpa-
¢iunoro curnany Bia 06’eMy kpanni po3uuHHKKa (rentamy), B Ky 34iHCHIOCTLCA
Andysis anuxnopmetany 3 ra3osoi dasu. Ipu 06’emi kpanai 4 mkn, Temneparypi
40 °C i BMTPUMYBaHHI Kparuli Ha KiHYMKY ronku npotsrom 40 c pocsaraerbcs
Haibinblua BenuuKHHa cHrHany. Ane npu TakoMy 06’eMi Kpanas He YTPHMYETbCH
Ha KiIHYHKY FOJIKH, | pU3HK Ti BiapuBy 36inbiwyerses. [pu BBeaenHi y xpomaror-
pag 4 MK pO34MHHMKA razoxpomatorpadiyHa KONOHKa nepeBaHTaxyecThes. To-
MY 3a ONTHMaNbHKI 00’€M Kpanni NpUIHATO 2 MKA, LIO CNIBNAAac 3 nonepeaHi-
MH pochiokenHamu [12).
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Puc. 2. 3anexuicTs BeanunHK xpomaTorpadiunoro curnany (H)
Bix 06°cmy kpanai (V) posuunnuka (rentany).

Temnepamypa i vac 6cmanoenenns pignoéazu. JInA BH3IHAYEHHS ONMTHMANb-
HHX YMOB BCTaHOB/ICHHS PiBHOBarH Mix npoboto cyberanuii i rasosoio ¢azoio
npobH cybeTaHuil B repMETHYHO 3aKPHTHX (IAKOHAX BHTPHMYBANH Y TEPMOCTATI
MpPH Pi3HHX TEMMNEpaTYpax, NoYHHaouH 3 25 °C.
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Puc. 3. 3anexuicTs BetnunnK xpomatorpadiunoro curuany (H)
Bi/l TEMNEPATYPH TEPMOCTATYBAHHA NPOGH.
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K BHAHO 3 pUCYHKY 3, piBHOBara BcraHosmoctses npu 40 °C.OntumansHuii
4ac BCTAHOBJECHHA piBHOBark npu Temneparypi 40 °C — 40 xB (Tabnuus 2).
Tabauus 2. 3anexuicrs BeiHunuu xpomatorpadiunoro curnany (H, mm)
Bill 4aCy BCTAHOBJICHHS PIBHOBATH MIX razoBow ¢a3omwn
i npoborw (1, x8)

[Toka3HHk 3HAYCHHA NOKAIHHKIB

Curuan (H, mm) 41 53 64 73 73 74

Yac BCTaHOBAEHHA
piBHoBar (I, x8) 5 10 20 40 50 60

3anexcuicme GenuvuNu XPOMAMOZPAPINHO20 cucHany Gi0 yacy ympumanis
Kpanai. 3anexHicTh XpoMatorpadivHoro cHruany Bia vacy andysii auxaopmera-
HY B KParulk0 Ha KIHYMKY FOJIKH HaBEACHO HA pHCYHKY 4 (nNpu Temnepatypi Tep-
MocCTaTyBaHHA BUXiAHOT npobu 40 °C 1 BuTpUMyBaHHI npolK B TepMocTati npo-
Tarom 40 xB). [1pu Burpumysauni npotsrom 40 x8 duakony i3 cyberanuieto, 1o
MicTHTL 50 MKN BBeAEHOro AMXNOpMETaHy, HaNOUILLIKHA CHrHAN peecTpyeThEs
npH uaci AMdy3ii (BUHTPHMYBaHHI Kparii Ha KiHYHKY rofiku) nporarom 75 c. Ane
BHCOTA CHrHay, WO JOCAracTbCA NPH BHTPUMYBaHHI npotarom 30 ¢, € pocTar-
HbOIO JUIS BH3HAYEHHA anxsiopMeTaHy B npobi. [1pH ubOMY 3MeHLIYEThCS PHU3HK
BIIPHBY Kparuli AHXJI0PMETaHy 3 KIHYHKA FOJIKH.
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Puc. 4. 3anexnicts Bennynnn xpomarorpaditHoro curuany
Bia vacy Andysii AUXaopMeTany B Kpanii renvauy.
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Ha niacrasi otpumanux aanux po3pobiieHO METOAHKY BHIYYCHHS AHXJIOP-
METaHy i3 cyOCTaHUiH HILEProniHy i HICTATHHY.

Bunywenns owxnopmemany iz cyoemanyiu wiyepeoniny i nicmamuny. Haaxky
cyberanuii (6anssko 0,1 r) 3saxyioTs y GAAKOHI IS EKCTPAKLLT, repMETHUHO 3a-
KPHBaIOTL NPOOKOIO | BUTPUMYIOTL B TepmocTaTti npd 40 °C npotarom 40 xs. 3a
BHILEHABE/ICHOIO CXEMOIO (pHCYHOK 1) BIAOMpacTbes | BBOAATLCA B IHXKEKTOP
xpomatorpada 2 mkn rentany 3 abcopboBaHum y HLOMY AMxIopMeTaHom. Bu-
3HAYEHHS BMKOHYETLCA 3 ABOMAa napaneibHumu npobamu. Xpomatorpadiunmii
CUI'HaJl NOPIBHIOCTLCA 13 CHrHaNaMK Npo6 crannaptis cybeTanuiii, B AKi BBOAH-
NUCH BIINOBIAHI KITBKOCTI AMXJI0pPMETaHY.

OrpuMani pesyabTaTi NOPIBHIOBANKCS 3 JAHUMH aHANI3Y TPAAMLIIAHUM METONOM.

Tpaduyitimuis memoo susnavenna. Hapaxky npenaparty 3BaxyloTh y MipHiii
kon6i mickicTio 10 Ma, namoTs | MA Po3unHY BHYTPILIHLOIO CTaHAApTY (CnMpT
OyTunoBwii-2) Ta 3 Mn aMMeTHADOPMAMILy 10 NOBHOIO PO3UMHEHHS | HHM XKe
N0BOASTH 210 MITKHK. [licns nepemiluyBanns po3yuHy BBOAATH B iHKEKTOP Xpoma-
Torpacha noueproso no | MK po3uHHY npenapary i po3uHHYy cTaHaapry (AMxio-
pMeTaHy) Ans KiIbKICHOrO BU3HAYEHHA BMICTY AHXJIOPMETaHY B npenapari.

PesynbTaTH BH3HAUEHHS BMICTY AMXJIOpMeTaHy B CyOCTaHuil TpaauuiiHum
METO/IOM i METO/IOM i3 3acTocyBaHHsaM TexHiku SDE npu niarorosui npobu Ha-
seneHo y tabauui 3.

Tabauus 3. IMopisBusnas pe3yabTaTiB AHANIZY AHXJOPMETARY
B cyOcTanmii, oepxKaAHMX TPAAHUIHHHM METOAOM
i 3 BHKOPHCTAHHAM MiKpoeKcTpakuii 1omimox
Kpaniew po3unannka (SDE)

Hapaxka Bmict Hasaxxka Bmict
cyberanuii, r | auxnopmerany, % cyberanuii, r AnWxsopMeTany, %
0,0995 0,0099 1,0245 0,0096
0,1062 0,0106 1,1004 0,0109
0,0934 0,0098 0,9986 0,0110
0,1007 0,0108 1,0345 0,0101
0,0996 0,0102 0,9872 0,0098

3acrocysanns metoay SDE npu niarotosui npobu 10380ns€ CyTTEBO 3MeE-
HIUWTH HABAXKY, CKOPOTHTH 4ac BHKOHAHHA aHANI3y | 3MEHIIHTH KUIbKICTh BH-
KOPHCTAHWX PO3UHHHHKIB.

Cnucok nitepartypw

I. badepman K. OnpeneneHue CieaoBbix KONMYECTB OPraHHYECcKUX Beulects. — M. Mup. —
1977. - 345 c.

2. Vasylechko V. O., Lebedynets L. O., Gryshchouk G. V., Kuzma Yu. B., Vasylechko L. O.
and Bernatska T. M. Adsorption of Copper on Transcarpathian Mordenite / Adsorption Science &
Technology. 1996. — P. 267-277.

13



3. Vasylechko V. 0., Lebedynets L. O., Gryhchouk G. V., Leboda R., Scubiszewska-Zeba J.
Badania nad pszydatnoscia Zakarpatskiego klinoptijojity do adsorpeji chloroformu z rostvoruw
wodnych. // Ochrona Srodowiska, 1998, Ne 12, — S.70.

4. Vasylechko V. 0., Lebedynets L. O., Greshchouk D. V., Leboda R. and Scubiszewska-
Zeba J. Investigations of Usefulnus of Transcarpathian Zeoliys in Trase Analysis of Waters Ap-
plicftion of Mordenite for Preconcentration of Trase Amount of Copper and Cadmium. // Chtm.
Anal. ( Warshawa) . 1999, V.44 — P.1013.

5. Buszewski B., Cendrowska I., Gadzala-Kopciuch R , Jezierska M., Ligor M., Ligor T.
Zwiazki organiczne w srodowisku i metody ich oznaczania.. Biblioteka Monitoringu Srodowiska. —
Warszawa. — 1997.

6. Buszewska T., Siepak J., Buszewski B., GIT Spezial., 1998, Noe4/2. - C. 65.

7. Pawlishyn J. Solid Phase Microextraction — Theory and Practice. Wiley & Sons. Inc..
USA. - New York . — 1997.

8. Jeannot M. A. and Cantwell F. F. Anal Chem., 1997, Ne 69. — S.223.

9. HeV. & Lee H. K. Anal. Chem.. 1997, 69. — S. 235.

10. Bushewski B. & Ligor T. 1.C GC Europe, 2002, Ne 15 (2). - 8.92.

11. Bushewski B. & Ligor T. Water, Air & Soil Pollution, 2001, Ne 29. — §. 55,

12. Ligor T. & Bushewski B. Chromatographia, 2000, Ne 52.— §.279.

Nicolas Copernicus University, TORUN, Poland Ompusmano
Vuigepcumem im. M. Konepuika, N8.01.2003
M. Topyue, [loavya

AT “Fanuvghapm™
M. Jlveis. Vipaina





