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|. BbBEAEHUE

[ucepTaumMoHHUAT  Tpya pasrnexaa pasnuyHn - acrekT  Ha
Ka4yecTBEHUS aHanW3 Ha ankanouamute XMHUH M XMHOTOKCMH —
npeactaButenn Ha obuwius ankanouaeH Habop Ha cortex Chinae.
XVWHWHDBT € hapmakoneeH NpeacTaBUTEN W Ce NOM3Ba NOHACTOSALLEM
B Tepanus Ha Manapws, no-cneyuManHo B cnyyaute Ha
uepebpanHata 1 opma. XWHOTOKCMHBT ce e ynotpebsBan 3a
NPUONN3NTENHO eOHO AeCeTUNeTUe B MeaMLIMHCKATa NpaKTMKa KaTo
LepebpaneH Basoaunaratop. W oT gBaTa ankanouga ca nonyyeHu
MHOXECTBO TEXHU NMPOW3BOAHW C KOPEHHO PasniyHO NOBeaeHue,
akTMBHOCT. ETO 3allo BCekM €OuH acnekT OT aHanuaa Ha Tesu
ankanouam e 3Ha4num 1 JonpuHacs 3a o06LLoTo No3HaHue B obnacTTa
Ha TO3M knac OwoopraHnyHu cbeauHeHus. OCBeH TOBa,
KQYeCTBEHUST aHanM3 Cce SBsABA  eneMeHT OT  obuus
NOEHTUMKALMOHEH aHamM3 Ha  BCEKM  hapMakoneeH U
(hapmMakonormyHo 3Ha4uUM npeacTaBUTen.

B Ta3u Bpb3Kka, OCHOBHA TeMa B HACTOALLMA TPyA 3aeMat MeToauTe
Ha KayecTBeHWs ankanougeH aHanu3. Makap w agantupaHun no
CBOSATA CbLHOCT, NPEACTaBEHUTE TYK aHanUTU4HW METOAM HOCAT
CBOWTE OpuriHanHu 6enesn, NHOBATUBHOCT. B HsKOM OT TsX Aopu ca
CbyY€TaHW Pa3NUYHU MHTEPOMUCLMNIIMHAPHM MOTMBW — TE3n Ha
(huankaTta, poTOXMMUATA, UHUS OPraHUYEH CUHTES.

He BCeku eoyH OT NMpefcTaBeHUTe METOAW € OTpaseH B HayyHaTa
nuTepaTypa, Ho HErOBOTO MSICTO TaM € HambfIHO AOMyCTUMO Crief
NPOBEXAAHETO Ha [AOMbIHUTENHM W3CNEABaHWs, W3CneaBaHus,
KOWTO M3nu3aT M3BbH obLlonpueTata pamka 3a AMCEpPTaLMOHEH

TPyA.



II. LEN U 3AOA4U
lNocTaBeHa Len:

}J,a ce npeacrtaBaT HOBW KayYeCcTBeHW MeEToAM 3a aHanud Ha
ankanongute XMHUMH WU XWHOTOKCUMH W OLEHAT TEeXHWTe OCHOBHU
aHaIMUTNYHN XapaKTEePUCTUKN.

3a peanuavpaHe Ha nocoyeHaTa LN Ca NOCTABeHW CregHUTe
3apauun:

1. [la ce OLEHN peaKTMBHOCTTA Ha XMHWHOBATA arlkoxorHa rpyna
CMPSIMO OKWUCTIUTENS CTOMEHa eNeMeHTHa csipal.

2. [la ce oueHn Bb3MOXHOCTTA 32 (DOTOMHMLMMPAHOTO NPOBEXaaHe
Ha T. Hap. XxepanaTWUTeH TecT.

3. [a ce onpegenu CnocobHoCTTa Ha XWHOTOKCWHA Aa dopmupa
theHoTHasmHoBM barpuna.

4. [la ce yCTaHOBM XEMWNYMUHECLIEHTHATA PEaKTMBHOCT (pec.
WHEPTHOCT) Ha XWHWHA CMPSMO  OKTaaMOHWEBMS  [WLEpUiA
okTacyndart TeTpaxmapar.

5. [la ce CbCTaBM XMHWH-OTNEYATaH MOMUMEPEH CROW BbPXY
MOBBLPXHOCTTA Ha KBApLIOB PE30HATOP M [ja Ce onpefeni HerosoTo
COpOLMOHHO NoBeAEHE CrPSMO (+)- 1 (-)-KapBOH.



l1l. EKCNEPUMEHTAITHA YACT
1. U3MNON3BAHU MATEPUAINU U METOAMN.

Beuuku  XUMUYHK Cy6CTaHU|VII/I ca C aHallMTM4Ha 4YucToTa U Ca
W13Mos3BaHN BB BUAA, B KOWTO Ca Nnony4eHn.

ATR-FTIR cnekTtpu ca 3anucanu ¢ nomowira Ha FTIR cnektpomeTsp
(mogen Tensor II; Bruker), obopyasaH ¢ ATR mogyn. Cnektpute ca
cbbpaHu B cpeaHust nHgpayepseH (IR) ananasoH.

UV-Vis cnekTpu ca cHeTn B 1.0 cm KBapLOBa KoBETA C NOMOLLTA Ha
UV-Vis cnektpocdhotometsp, T60, ot PG Instruments (Leicestershire,
UK).

2. CUHTETUYHW/AHANTUTUYHU METOLMN.

[leTaiinn  OTHOCHO ~W3MON3BaHUTE aHANUTUYHW U CMHTETUYHM
npouesypu/MeToan Morat aa GbaaT HamepeHn B aucepTaumsTa u
CBbP3aHUTE C Hest NyGrnmkaLmm.



IV. PE3YNTATU N AUCKYCUA
1. Ss B KAYECTBEHUA XUHUHOB AHAJIU3.

HacTosiwata ToYka omMCBa Cemnna aHanuTW4YHa KavecTBeHa
TEXHUKa 3a onpedensiHe HanM4mMeTo Ha BTOPUYHA ankoxoriHa rpyna
B CbCTaBa Ha NekapcTBEHaTa eHaHTUOMepHa [BOWKA — (-)-XUHUH U
(+)-XuHUGUH. AHanM3bLT Ce OCHOBAaBA Ha OKMCTINTENHWS MOTeHUWan
Ha CToneHaTa eneMeHTHa capa (Sg) M PeakTUBHOCTTa Ha OTAEeNeHs
H,S cnpsaimo Pb(OAc)..

KauecTBeHMAT aHanu3 Ha NeKapcTBEHM BELLECTBa, ChAbpXaLi
BTOPWYHU @nKOXOMHU rpynu, € BbNPOC OT MbPBOCTENEHHO 3HAYeHMe
B aHanutMyHata npaktuka [1,2]. o npasuno dapmakonemHusT
aHann3 Ha arkoxonu CbC CROXHA CTPYKTYpa BKIOYBA CegHuTe fBe
OCHOBHU peakumu [3]:

e peanuaMpaHe Ha KoMMrekcoobpasyBaTenHu peakuum; T.e.
CVHTE3 Ha XapaKTEepHO OL|BETEHM KOMMMEKCH OT CMECeHo-
NUraHaeH Tin:
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e  B3aMMOAENCTBME C peareHTa Ha Jlykac’.

Bbnpeku ye e cTporo cneuuduyHa, mbpeata CTpaTers W3vckBa
W3MOMn3BaHe Ha CKbMM, HEKOHBEHLMOHANHW W MOTEHLMAmNHO

1 ExaumonapHa cmec (pasteop) oT 6e3soaeH ZnClz u koHuHTpupara HCl kucenuma.
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TOKCUYHU peareHTU - HEOpPraHMYHM COMM W OKCUAM, KakTO U Ha no-
ronemMm KOnmM4ecTBa onacHu pasteoputeny - 6eHaeH, CS, n T.H.

PeaktuebT Ha Jlykac, OT gpyra CTpaHa, ce npunara kato ,3naTeH
CTaHZgapT* B aHammM3a KavyecTBOTO HA Taka HapevyeHuTe YUCTM
TBHPrOBCKU arnkoXOnW UK KaTo peakTaHT B CUCTEMHUS aHanu3 (1nu
[OpU WOEHTU(UKALMA) Ha arkoxomu C HWUCKa MOrekynHa maca -
HaCUTEHU MOHOMYHKLIMOHAMHN anKoXomnu, Cbabpalln no-marko ot
LIECT MNW OCEM BbIMEpoaHK atoma [4].

OKMCNNTENHO-PEAYKUMOHHUSAT  aHanM3 Ha BTOPUYHW  arkoxomu
3anoyBa B Hauanoto Ha 1957 r., korato F. Feigl, V. Gentil n C. Stark-
Mayer [5] peanuaupaTt KaueCTBEH aHamnm13 Ha HAKOMKO CUHTETUYHM U
MPUPOLHN CbEAMHEHMS C MOMOLUTA HA HEOPraHWYHWUS peareHT —
enemeHTtHa capa Ss. Ckopo cnep ToBa obaye TO3M OKMCIUTENHO-
peayKUMOHEH TecT rybu cBosiTa MpakTMdecka CTOMHOCT, KaTo e
3aMeHeH OT NOCOYEHNUTE NO-rope W ApYri aHanuTUYHK MeToaum [3].

OT xuMM4Ha rnegHa Touka, Sg Ce M3Mon3Ba OCHOBHO KaTo MeK Nno
Cuna OKUCTIWTEN, KaTto peareHT npu in Situ obpasyBaHe Ha
kapGoHUncyndma; Ss e peareHT Ha MbpBK M3BOP NpK U3BBLPLLIBaHE
Ha JexuaporeHpaHe Ha apoMaTHu cybeTpaTy (BbrieBogopoay).

B noBeuyeto cnyyau npu aHanuavpaHe Ha HENeTNMBW OPraHUyHU
BELLECTBA, CbAbPXKALLM BTOPUYHN aNKOXOIHN FPYMK, KOHTAKTBLT UM C
eNeMeHTHa csipa BoAu 4O OTAENsHE Ha CepoBoaopos, He3aBnUCMO
OT HanMYMeTO Ha Apyrn (PYHKUMOHAMHW rpynu UnM enemeHTn B
cbcTaBa Ha npobata [4]. Otaenenuar H,S (ras) moxe necHo ga
Oboe maeHTMMUMPaH, 4OpU Creau, ¢ NoMmowTa Ha (unTbpHa
xapTusi, umnpertupaHa ¢ Pb(OAc), (Cxema 1).
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Cxema 1. CxemaTU4HO NpEeACTaBSHE Ha peakumsTa Ha OKWCMEHMe

Ha BTOPWYHM arnkoxonu B NPUCHCTBMETO Ha Ss.

Cnopepn Feigl n cvaeTopm [4] Tekylwata pedokc peakumst YCnewHo
ce npunara B ChyyauW Ha aHanuTW C Temnepartypa Ha ToneHe B
nutepeana 120+180°C.

Mo aHamnorus C ropecrnoMeHaTUTe apOMaTHW BbIMEBOAOPOAM,
MMPONM3BLT  Ha  ObArOBEPWXHM  MacTHM  KUCENMHM  (Hanp.
NanMMTMHOBA, CTEapWHOBA W OMEMHOBA KMCENMHA) M BOCHLM
(HeapomaTHM npeacTaBuTenM) Boau AO oOTAensHe Ha H,S (ras).
MeToabT BKNOYBA HarpsiBaHe Ha aHanuta oo =~250°C 3aedHo ¢ Sg

[4].

B Tean cny4yan, obave, peakunaTa npoThya TOJIKOBa 6aBHO, Ye
HWKaKbB aHannUTU4eH pe3yntat He MOXe Aa Obae YyBCTBUTEJTHO (VI
J'IeCHO) YCTaHOBEH B PAMKUTE HA MbpPBUTE TPU MUHYTU; OOPWN KOraTo
C€ W3Mon3Ba no-ronsMo KONMM4YeCTBO Sg.

Mopeaunua OT aHanMTUYHM TECTOBE, BKIHOYBALWM (hapMaKkonenHuTe
npeactasutenn Chinidini sulfas w Chinini sulfas, ca ycnewHo
NpoBedeHN C Len paslumpsBaHe noTeHUMana Ha Tecta Ha Feigl 3a
(bapmaLeBTUYHW Lenu. M3non3saHa e cTpaterust 3a npespbliaHe
Ha [JBEeTe IeKapCTBEHW CyOCTaHUMM B  aHanUTUYHO  YMCTM
ankanougHu 6asn. HeobxomumocTTa OT BbBEXAaHe Ha Sg mof
topmata Ha CS; pa3TBOp € enMMUHMpaHa Ype3 HanoxeHata TyK
METOLONOMMYHa Moaudukaums. HacToswara pabota Cblo Taka



NpeacTaBs OpUrMHanNeH MUKpOaHanMTUYEH METOA 3a OLeHKa Ha
ctonHocTuTe Ha LOD Ha gBaTa ankanouaa.

3a pa paswuvpum noTeHunana Ha Tecta Ha Feigl B obnacTra Ha
(hapmaLeBTUYHIS aHanK3, HUEe UHWLMMpaxMe cepust OT TeCcToBe C Sg
3a M3cnedBaHe Ha pPEeaKTMBHOCTTA Ha BBMPOCHUTE fekapcTBa
(Cxema 2). TpsibBa ga ce otbenexw, ye B cCnyvauTe, Korato ce
aHanuaupat  ConMM  Ha OpraHuMyHM 0asu, e Heobxoaumo
npedBapuTeNHO fAa Ce OTAENM OpraHuyHata  KOMMOHEHTa
(HMckoTOMMMa opraHWyHa 6as3a) OT HeopraHwyHata Takaea. ETo
3allo B HacTosILLaTa TOYKa NpoLeaypuUTe 3a CUHTE3 Ha CbOTBETHUTE
ankanowaHu 6asu ca npeacTaBeHy AETaNsHO.

PbS Pbkop\c\z

Cxema 2. lMpeanonaraem xoA Ha peanuaupaHe Ha NpunoxeHaTta
OKUCIUTENHO-PEAYKUMOHHA  peaKkuMst  Mexay  W3nonssaHuTe
XMHWUHOBY ankanouay v enemMeHTHa Ss.

CbBceM 04akBaHO Ce HabntogaBa NOMOXWTENEH aHanWTUYeH
OTFOBOP MpW CTansiHETO HA HE3HAYMTENHO KONUYECTBO  OT
W3cneaBaHUTe CbEOMHEHUS C enemeHTapHa csapa. [losBata Ha
yepHu neTHa ot PbS Bbpxy MMnNperHupaHute C OfoOBeH aueTar
KHWKHW 3anyllanku ce perucTpupa B paMKUTE Ha edHa MUHyTa.
MakcumanHoTo Bpeme, HeoOX0AMMO 3a JOCTUTaHE Ha MaKCUManHO
HMBOTO Ha aHaMUTUYHO BB3NPUATUE (MAKCUMAneH WHTEH3WTET) ce
oueHu Ha 3.0 MUHYTK.



OT aHanuTWYHa rnegHa TOYKa peakyusTa, nopaxaalla noseata Ha
XapaKTepHO ouBeTeHW neTHa oT PbS, moxe ga ce wanonsea karo
CPEACTBO 3a OLEHKa Ha Taka HapeyeHaTa ,rpaHula Ha OTKpuBaHe".
[MpaBuiHo ,KOHGUIYpUpaH*, HaCTOALWMAT MeTo No3BonsBa Aa Obae
npunaraH 1 KaTo aHanUTU4YEH MHCTPYMEHT 3a OTKPMUBaHE Ha cream
OT u3crneaBaHuTe aHanuTu. Bbnpeku ToBa, 3a Aa ce peructpupar
W3KMIOYMTENHO Manku KONMWYecTBa OT BbMpocHUTE obpasuu, e
Heobxogumo Aa ce m3bepaT peakUMOHHM CbAO0BE C Bb3MOXHO Hali-
ManbK KanauuTteT. 3a Uenta Ha MeToga ca W3bpaHu CTHKIEHM
KanunsipHU  MUKPOENpyBeTkM ¢ KanauuteT 45 mukponutpa. [lo
OTHOLUEHME Ha MPELM3HOTO M TOYHO MNpPExXBbpisHe Ha [AgaTa
aHarmuta (B cybmukporpama) BbB BCSKAa MUKPOENpyBeTKa, Mpu
MOAroTOBKaTa Ha BCMYKM NpobW e wu3rnon3BaHa TexHukaTa 3a
oTnaraHe Ha npobu u3 uacyLueHu HelHm Kankm (dried droplet sample
deposition) [5,6]. Tasn TexHuka MO3BONsIBA M3CMedBaHe Ha
obpasuute nog opmata Ha W3NApeHW M3 aUeTOH (BbpXy
MOBBPXHOCTTA Ha Sg-4acTULM) MUKPOOCTATbLM.

AnVKBOTHM 4acTW OT Bcekn paboTeH pa3TBOpP Ce W3TErnAT C
nomotyta Ha 10 uL GC mukpocnpuHLOBKa,2 3a Aa 6baaT BbBEAEHM!,
TOYHO KbAETO e Heobxoamumo, T.e. Ha AbHOTO Ha BCAKA KanunsipHa
MUKPOENPYBETKA, NPeaBapUTENHO 3apeaeHa cbeC Sg. M0 TO3W HAYMH
n3cnefBaHUTe aHanuTU BnM3aT B MPSIK KOHTAKT C BbBEAEHMS
oKuCnuTEN-Sg. B NpOTMBEH CRyyail YacT OT aHanuTa Le Ce OTIIOXM
W3BbH peakuMOHHaTa cpefda, KoeTo Le Hamanu [pacTUyHO
aHanuTU4YHaTa YyBCTBUTENHOCT KaTO CTOMHOCT.

CneunanHu npegnasHu Mepku Tpsbea ga ce B3emar U npu
W3napsiBaHETO Ha W3NON3BaHUs Pas3TBOpUTEN (aueToH), 3a Aa ce

2

06u4aTa AbIKMHA HA M3nonseaHaTta urna obave uMa NPAKO OTHOLLEHUE KbM
Bb3Npon3BoauMOCTTa Ha TecTa, TA Tpﬂ6Ba [a [O0CTUrHe AbHOTO Ha BCAKa
KanunapHa MUKpoenpyBeTKa.
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n3berde nokanuauMpaHo nperpsBaHe Ha npobute. B npoTueeH
Cryyait 3HauMTEemNHU KonmyecTaa oT TAX MoraT Aa 6baaT ustnackaqu
OT kanunsipHus obem. ETO 3aLo nonyyeHuTe CycrneH3umn ce ocTaBsT
ja ce m3napsat 6asHo B cywwnHs, npu 40°C 3a Hsakonko vaca.
MWHWManNHOTO KONMYECTBO, KOETO OCTaBa BbB BCSAKA Kanwunspka, B
KpaiiHa cmeTka TpsbBa BW3yanHO fa Hanogobsisa BROXeEHWS B
M3NUWBK peareHT (csapa). Cnep TOBa BCMYKW  Kanunsipkn  ce
3anylwBaT C Manku napyeTta MIbTHO HaBWTa (OUNTbpHA XapTus,
OMOKpEHa C OMpeaeneHo KONMYeCTBO NPSACHO NPUrOTBEH Pa3TBOP Ha
ONOBEH aueTaT, kato Ce BHUMaBa OTIIOXKEHWUTE Kanunuu ga He
HaaBuLWaBaT COPOLUMOHHUS KanauuTeT Ha M3MNON3BaHNUTE XapTUEHM
3anywanku. [OTOBWTE Kanunspku ce MOCTaBAT B MpeaBapuTenHo
3arpsita go 200°C cunukoHoBa GaHst 3a 3.0 muHyTu. [pe3 ToBa
BpEME MPOTMYa OCHOBHATA aHanUTU4YHA (OKUCTWUTENHa) peakums.
3aefHo ¢ ToBa, nonyyeHarta CTonumka ChLLO NPOMEHS KaKTO LiBeTa,
Taka M TekcTypata cu. [lonyyeHusT TbMHOKadhsB LBAT Ha
CTONWIKMTE Ce 3anassa ¥ Cred TAXHOTO OXMaxaaHe/BTBbpAsiBaHe.
OxnageHn [0 CTaWHa TemnepaTypa, npobute ce oOCTaBAT [fa
npectoaT owe 3.0 MUHYTW, B XOPM3OHTANHO MOSOXEHMEe. Toea
no3BosisBa Ha octaTbuHust HoS fa pearvpa uavepnatenHo/HambiaHo
C WMMperHnpaHus onoBeH auetat. MeTogbT € B CbCTOsHME [da
YCTaHOBW MUHUMAITHU KONMYECTBA OT U3CNEeABaHNUTE aHamnuTL.

W3nonasaikn HoBOpa3paboTeHUs aHanuTU4YeH MPOTOKOM, yCnsxme
[a YCTaHOBMM TOMHO rpaHuuuTte Ha otkpueaHe (LOD) Ha aBata
ankanouaa - XMHUH U XMHUAWH . AHanuabT nokasa, Ye BennyuHuTE
Ha Te3u CTOWHOCTM U 3a ABaTa aHanuta ca pasHu Ha ~ 0.006 mg
(nnm ~ 6.0 pg).

3a pa ce obocHOBE MPeaiOKEHUST NO-rope MbT Ha MpUNoXeHaTa
OKWCMUTENHO-PEAYKLUMOHHA peakumus 1 fa ce U3KMYM Bb3MOXHOTO
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HanuuMe Ha CTPaHWYHW peakLuu, ca NPOBEAEHU AOMbIHUTENHH
TECTOBE KaKTO C Sg, Taka U C XMHWAMH.

Cnopep O4aKBaHWsATa, B HUTO efHa OT W13MOoMn3BaHMTE npasHu Npobu
He ce perucTpapa hanmeo NoNoXUTeneH pesynrar. Peructpupan
€ oTpuuaTteneH OTroBOp AOPU W NpW W3MNON3BaHe Ha Mo-ronemu
KOnMYecTBa OT BWUCOKOTOMMMWTE NIEKAPCTBEHW COMM - XWHUAMH
cyndar 1 XuHUH cyndar.

MpefcTaBeHaTa aHaNUTUYHa CTpaTErust YCTaHoBsBa NPUCHCTBUETO
Ha BTOPUYHM XWAPOKCUNHM TPYNM B CbCTaBa Ha W3CnemBaHuTe
obpa3suu. Kato ToYeH 1 Bb3Npou3BOAMM, NPEeLCTaBEHUST MeToq €
HaMbMHO MPUNOXWUM U MOAXOASL, 3a PYTUHUS aHanu3 Ha [Barta
ankanouaa.

2. XNHOTOKCUHBT B KAYECTBOTO HA TMPEKYPCOP 3A
CUHTE3A HA ,METUNNEHOBO CUHbO" BATPUNO.

Mpu npoBefeHaTa nuTepaTypHa CripaBka OTHOCHO KayeCTBEHMS
aHanu3 Ha NUNepPUAMHOBMS XMHOTOKCUHOB OCTATBK He € YCTaHOBEHO
MPUCLCTBMETO HA KaKBUTO U Aia € 61Uno cBefeHus 3a Hero. ETo 3alwo
HacToslaTa TOYKA pasrnexaa KayecTBEHWS aHanu3 Ha WMMEHHO
TO3U CTPYKTYPEH OCTaTbk — OCTaTbK, KOATO OTNM4YaBa TO3M
ankanowa OT HEroBUSi CUHTETIYEH NPEKYPCOP XUHUH.

CUMHTE3bT Ha XMHOTOKCWH € U3BBPLUEH CbINIAaCHO METOAOMOorUsATa Ha
Biddle [7]. HanpaeeHa e He3HauMTenHa Mogudukaums no
OTHOLLEHWE Ha CENeKTUBHOTO W30/MpaHe Ha ,TOKCWHA®  OT
CbMbTCTBAMTE O  MPUMECKH, NpeAcTaensBala agantupaHa
KOHLenums OT naTeHTa 3a npows3soactBo Ha Viquidil hydrochloride
[8]. OceeH TOBa, oObLaTa MPOOLIKMTENHOCT Ha CMHTE3a Ha
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XMHOTOKCWH € CbLy0 yBenuyeHa. 3a TasW Lien peakuMoHHaTa CMec
ce Habnogaea neproamnyHo ¢ BbHWEH UV M3TOUHNKS,

ABTEHTMYHOCTTA Ha Taka MOMy4YeHWs MNpOAYKT € YCTaHOBEHa
nocpeacteom ATR-FTIR n UV-Vis aHanus (®urypa 2).

’
Viquidi hydrochioride

255 nm, E,, 508; 355 nm, E|, 122

A 63 e

300 320 3000 2750 2500 2250 2000 1 2 0
Wavenumber, cm Wavelength, nm

Ourypa 2. ATR-FTIR (A) n UV-Vis (B) cnektpu Ha ankanouga
XMHOTOKCYH.

Bbnpekn Ye He ca MOCOYEHM YNCIOBUTE CTOMHOCTW HAa OCHOBHUTE
abcopbumonHu mBnum B cHetusa oT David Dunnette uHdpauepseH
cnekTbp [9], TO NecHo Moxe Aa Ce YCTaHOBW CXOLCTBOTO MexXay
ABata cnektbpa (Purypu 2A n 2B).

YucToTata Ha npoaykTa € onpefeneHa nocpencTBOM ThHKOCIOEH
Xpomartorpadhcku aHanms, KbaeTo He e OTYETEHO HanuuMeTo Ha
CTPaHNYeH peaKLMOHEH NPOLYKT.

Lo ce oTHacs OO OCHOBHMSI aHanWUTW4YeH METOd, € MPUoXeHa
ctpaterusita, paspaboreHa ot Kehrmann [10] 3a aHanu3 Ha
BTOPUYHM amUHW. Bbnpekn uye BhnocrneacTsMe  MeToObT e
paspaboteH o1 Broll u Fischer [11] 3a aHanu3 Ha LMKNNYHWU aMUHK,
TOM BCE OlLe HE € HAaMepPWUn MPUNOXEHUE B aHaNKU3a Ha NPUPOAHM
cbeanHenns. CnenoBaTenHo, LenTa Ha HacTosLWOTO U3cneaBaHe e
[a Ce YCTaHOBM MPWMOXMMOCTTA Ha TO3M TECT MPW aHann3a Ha

3
34epnBaHeTo Ha BbBEAEHNS XMHUH € OYEBUAHO OT 3ary6aTa Ha (bJ'IyOpeCLl'eHTHVI
CBOWCTBA Ha peakLMOHHaTa cpeaa.
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ankanomaa XWHOTOKCUH — CbeAuHeHWe, CbObpKalo BTOpUYHA
amuMHOrpyna B NUNepuamHoBKS cu ocTaTbk (Cxema 3).
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Cxema 3. lNpepnonaraem peakUMOHEH MapLUPYT Ha MpuoXeHaTa
spot-test peakuus.

OyaKkBaHMAT ~aHanNWUTMYeH OTFOBOP € pPerucTpupaH owe ¢
BbBEXOAHETO Ha W3NUTBaHMS ankanoug koM peareTHus (6pom-
tbeHoTMasmH) pasteop. [lo npesymnumusi, mosieata Ha T. Hap.
,METUINEHOBO CWHBO OLBETABAHE® Ce CYuTa 3a HEOMPOBEPKUM
MOMOXWUTENEH aHanUTUYeH NprU3Hak 3a To3n TecT. EkcnpecnBHOCTTa
Ha TecTa MOXe Ja ce NpuemMe U KaTo AOMbfHUTENHa Mspka 3a
WHEPTHOCTTA@ Ha OCTaHanuTe XMHOTOKCWHOBW  (DYHKLMOHAMHM
0CTaTbLM N0 OTHOLIEHWE HA NOCOYEHUS PeaKLMOHEH (MMNePUaNHOB)
LEHTDBP.

3a Jga ce M3KMOYM Bb3MOXHOCTTA 3a (DanliMBO MOMOXMTENEH
pesyrTart, ankanougbT XMHIH CbLLO e aHanuaupaH B naputet. He ce
HabniogaBa MHOMKALMS 32 KakbBTO U [a € aHanuTuyeH pedrekc
KbM ankanouz, CbabpKaLl, XUHYKITNAKH.

Mpeonpuet ca M OENCTBMA 3a YCTAHOBSIBAHE Ha rpaHuuata Ha
otkpuBaHe (LOD) Ha nocoveHnst TecT. AHanu3bT nokasa, 4e
BErMYMHaTa Ha Tasn CTonHocT e pasHa Ha ~0.0075 mg (um ~7.5

Mg).

npe,lJ,CTaBeHVIFIT TeCT MOXe [a Ce Bb3npueme Kato MbpBW ONUT 3a
aHannsa Ha nunepuamMHoBUA XMHOTOKCUMHOB OCTaTBbK. Kato ce uma
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NPeaBm, Ye ApYri HANMYHU METOAM Ca HACOYEHM KbM XMUHOMMHOBIS!
OCTaTbK, KOMTO e 06l 3a TO3W Knac ankanowuaw, NpencTaBeHUsT
TECT NpuUTeXaBa NnoTeHUMana aa 6bae oT n3bop 3a peanuavpaHe Ha
nnaHupaHaTa Len.

3. POTOUHULIMMPAH CUHTE3 HA XEPATATHUT.

[MpUCHCTBMETO Ha T. HAp. XMHUH-XepanaTuUTeH TeCT B y4ebHuLMTE No
thapmaueBTMyHa Xxumus 1 aHanu3 e BescnopeH dakT. [pu
YTUNM3aLMATa Ha TO3WN METOA B aHanu3a NpUCLCTBUETO Ha XMHWH B
TabneTkn CTaBa iCHO, Ye TOM NeCHO MoXe Aa 6bae MoauduumpaH.
T.e., 4e He e Heobxogumo ankanmongbT ga Obae uonupaH oT
TabNETHOTO CbABPXMMO, 3a A CE NOMYYM XapakTepHaTa KpucTanHa
(xepanaTuTHa) yTanka. Hello noBeye, aHanuW3bT € NPOBEAEH AOPU
BbPXY MMKPOCKOMCKO NMPeAMETHO CTHKMO, Haj KOETO e MocTaBeHa
HE3HAYMTENHO Marka YacT OT U3nuTBaHMs TabneTteH npax. MosBata
Ha PO3ETKM OT MACNWHEHO-3eNeHN, KaHENEHO-KathsBM UMW CUHKaBY
KpUCTanu aBTopuUTe PerucTpupar MUrHoBeHo [12].

Kakto Te3an ydyeHu, Taka u camust W. B. Herapath [13], a cblo u
aBTOpWTE, YCTAHOBUNM KpUCTanHata xepanaTtutHa cTpyktypa [14],
W3nonaBar 3a W3pacTBaHe Ha LieneBUTe KPUCTanIWUTW peareHTuTe
XWHWH, KOHLIEHTpUpaHa cspHa KucenuHa v |y, Kouto npeasapuTenHo
pas3TBapAT B cpesa OT eTaHoM:oLUeTHa kucenuHa (1:1).

3Haenkn, 4ve Kl e ¢oToyBCTBUTENEH, @ CbWO W Ye npu
NPOABIKMTENHOTO My WU3MaraHe Ha Bb3ayX, BKI1. U Ha CBETNMHA, Ce
CbNpOBOXAa C OTAENAHETO Ha eneMeHTeH MOoA, HUe pelnxme aa
Mo LMpamMe UMEHHUSA TeCT, kKaTo BMecTo Mog nonssame K.

W3nonsgaHuTe  KONMMYecTBa W TEXHUTE  CTEXMOMETPUYHM
CbOTHOLLEHUSI B W3TOTBSIHETO HA BCsKa aHanuTUyHa npoba ca
MPeACTaBEHN AETaNHO B AUCEPTALMOHHMS TPYA.
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BbB BCeku NpoBeAEH eKCnepuMeHT OT BCAKa Cepud Ca HalloXeHU
N3BECTHN NPOMEHKW, C KOUTO Ce uUenn pa ce YCTaHoBU WIK
€JIMMUHMPa nodBaTta Ha CbaJ'ILUMBO NONOXMWTENEH pe3ynTar.

B Cepusi 1 e 3anoxeHa MbpBOHAYanHO M3gurHartarta uen — ga ce
MOATOTBM aHaNUTUYEH pPEaKUMOHEH CbCTaB, GnMM3bK A0 TO3W Ha
Apyr aBToOpU, B KOWTO BHACSHUS €NEMEHTEH 1104 € 3aMeCTeH ChbC
CBOS Mpekypcop, kanveB ioaug (npoba A). B nocnegsanute
CbCTaBM NMpeAHaMEepPeHO e OTCTPaHEHO MPUCHCTBMETO HA HSAKOM OT
nsnonasanute peareHtn (npobu B, C u D), ¢ yen ycraHoBsiBaHe
nosiBata Ha haniumBo NO3UTUBHW pesynTaTy.

OuvakBaHUTe M3MeHeHust B Npoba A HacTbnBaT NaBHO C BPEMETO.
[TbpBOHAYaNHO MONYYeHOTO, N Sifu, MWHWMASHO KOMMYECTBO
€NEMEHTEH 110} Ce OKa3Ba HE[OCTaTb4yHO 3a MbIHOTO Pa3BUTME Ha
nocoYeHaTa aHanuTiHa peakums. Mpu nocneasanata ekcnosvums
Ha Te3n npobu CbC CrbHYEBA CBETNMHA, KOMMYECTBOTO Ha
€NeMEHTEH Mof BMAMMO HapacTBa, a B pa3TBOPUTE Ce perucTpupa
nosiata Ha cnaba onanecueHuus. Cried OKOMO MUHYTa Ce OTYMTa U
nosiBata Ha xepanatut B Tax. [py npogbmknTenHo obnbysaHe Ha
npobuTe CbC CITbHYEBa paguaums, KONM4eCTBEHOTO NPUCHCTBME Ha
xepanatut B npobuTte HapacTBa, KaTto CbLUEBPEMEHHO C TOBa
HapacTBa M TOneMMHaTa Ha BCEKM XxepanaTtuteH Kkpuctanut. B
OTCBLCTBMETO Ha €AMH OT M3MON3BaHUTe PeakLMOHHW NPEeKypcopy,
oueTHa kucenvHa (npoba B), B cbCcTaBa Ha aHanUTUYHUTE pa3TBoOpU
He ce OTuMTa nosBaTa Ha LEeneBoTO CbeauHeHne. Hewwo noseve,
KaToO KpaeH pesynTar, B Teau npobu, ce Habniopasa nosisata Ha
YepBeH HepasTBOPUM  MpoayKT. [locnegHusT  Hal-BepOSTHO
NpeacTaBnsBa MOMEKyneH KOMNMEKC Ha BbBEAEHWS ankanoug C
noga.
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lMonyyeHuTe aHanNMTUYHM OTrOBOPYU 3a BCUYkM npobu oT Cepus 1 ca
npeaTaBeHu Ha durypa 3.

AFA BB LG DD

6 MUH

OGurypa 3. doTorpadmm, UnOCTPUPALLM HACTBLIUIUTE C BPEMETO
npoMeHn B cbcTaBa Ha npobu A, B, C n D ot Cepus 1 npu
€KCno3nums Ha CITbHYeBa CBETINHA.
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Mpn otcbeTBMETO Ha XMHWH (npobu C u D) B CbcTaBa Ha
nscnegsaHuTe obpasuyn ce 3acBUOETENCTBa eAWHCTBEHO MosiBata
Ha O4aKBaHWS XanoreH eNeMeHT.

MpoBeaeH e aHanormyeH TecT, HO C ynotpebata Ha No-Manku
konnyectaa H,SO4, KI v CH;COOH (Cepus 2).

KaTto usno oTyeTeHUTe N3MEHeHNs BbB BCsika Npoba ca MAEHTUYHM
c Tean, peructpupaHu B Cepust 1. CblIECTBEHO pasnuyne e
WOEHTMDUUMPAHO eaNHCTBEHO N0 OTHOLIEHWE KOMMYEeCTBEHUS
xepanatuteH pnobus. HabniogaBaHoTo, o06aye, € HamblHO
OonpaBpaHo, NpeaBna 3Non3BaHOTO NO-Manko KONMMYECTBO OT TpUTE
MOCOYEHMN XepanaTUTHN Npekypcopa.

3a [a npoBepuM KakBO € PenHOTO y4yacTue Ha BHeceHaTa CsipHa
KMCenuHa B X04a Ha M3MbMHEHWE Ha TO3M TECT, HUE MPOBEAOXME
pombnHuTentu Tectoe (Cepusi 3). KonmyecTBOoTO Ha cyndhaTHu
NOHU, BHECEHO CbC CaMWs ankanoump, ce OkasBa HeJoCTaTbyHO 3a
pasBUTMETO Ha BbMPOCHaTa aHamuTUyHa peakums. OcBeH ToBa, B
OTCBCTBMETO Ha Ta3n KACENWHA He ce peanuaupa LOpw 1 noseata
Ha €eneMeHTeH Wog — JpYruaT CbLUECTBEH MNPEKYpcop B Taka
MoanduUmMpaHus TecT.

B otgenHo nscnegsaHe e obcneaBaHo NoBeLEHWETO Ha TecToBaTta
cmec B cpega oT etaHon (Cepus 4). B ankoxonHa cpepa,
BbBEJEHWUTE yvacTHUUM He chopmmpaT XoMoreHeH pasteop. B
cblata obaye ce oTuMTa nosiBata Ha crneunduyHoto 3a o
OLBETSBaHE, B PaMKUTE HAa MUHWMAaHa eKCro3nums CbC CITbHYEBa
ceetimHa. [lpu  BbBexgaHe Ha obwo 200  mukponuTpa
BugecTunupaHa Boja B CMeCTa, nocrefHata npuemMa XOMOreHeH
Bua. Ho, gopu npu npubnusutenHo 110 MUHYTW NpPecTon, B TO3M
pasTBOp He ce Habntoaasa nosiBata Ha xepanatut. Han-BeposiTHO,
MPUCHLCTBMETO HA 3HAYUTENHO KONMYECTBO €TaHOM B peakLMoHHaTa
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CMEec Bb3npensatctea (hopMupaHeTo Ha XxepanaTtut. ETo 3auo,
aBTOPWTE, MOM3BALLM Kracuyeckata METOLONOrMst 3a CUHTE3 Ha
XepanaTuT BbBEXaaT Nomn3BaHnUTE OT TsX NPEKyPCopy B ekBuobeEMHa
CMEC OT BOAa W eTaHon.

C npeacTaBeHaTa MOAMUMKALMS Ha TO3W TECT ca [OCTUrHaTK
CNeHNTE aHanUTUYHW pesynTaTi: peanuaupaH 3a Mbpei MbT e
(HOTOMHULMMPAHIS CUHTE3 Ha XepanaTuT; 04akBaHUST aHaNUTUYEH
pesynTar ce peann3upa NnaeHo, B pamMK1Te Ha OTHOCUTENHO KpaTbK
nepuog OT Bpeme (eAMH Yac); NECHO MOXe fda ce npocnean
HeoOX0AMMOCTTa OT y4acTUETO Ha BCEKM aHaNUTUYEH peareHT B
CMHTE3a Ha LIENeBOTO CbeAMHEHE W OCBEH TOBA METOAONOMMSATA Ha
eKCrepUMeHTa Mo3BONsIBa [a Ce OTYeTaT CTeXMOMETPUYHMTE
WU3CKBAHMSI MO OTHOLLIEHWe Ha HeoBxoaMmaTa xarnoreHHa Monekyna.

TecTbT € necHo ocbllecTBuMm. [lon3Ba  OOWOAOCTLNHKU K
OTHocuTeNnHO Oe3BpedgHn peareHTH. To3u TecT, B CBOSATA
Moaudmkaums, Moxe ga Gbhe nonsBaH W 3a akagemuyHW/y4ebHu
uenu. Ton cbuyeTaBa B cebe cu enemMeHTH OT DOTOXMMMATA,
Xumuata  (BKM. YCTOMYMBOCTTA Ha CbeAMHEHusTa) Ha 1oga,
(bapMaLeBTUYHNS aHammM3, a CbLO0 M XMMMATA Ha KraTpaTHUTE
CbeaNHEHMS.

4. XEMUNTYMWUHECLIEHTEH XUHUHOB AHATIUS.

B ocHoBata Ha Ce(lV)-xeMUNyMUHECLEHTHUTE CUCTEMU CTOM
npouechbT peaykums Ha Ce(IV) mo Ce(lll) oHu, cbnpoBogeH C
OTOENAHETO Ha eneKkTpOMarHWTHO mbyeHne. Peakuusata ce
peanuaupa B kucena cpeaa (06MKHOBEHO CAPHO-KMCENa) U Hammpa
npuroxeHne BbB  (papmaueBTMyHMs aHanu3. OcBeH ToBa
MPUCBCTBMETO Ha HAKOW NeKkapCTBEHU BeliecTBa B CbCTaBa Ha
[O3MpaHN nekapcTBeHn Qopmn Moxe fa 6bge YCTaHOBEHO C
MOMOLLTa Ha TasW aHanUTMYHa cucTema. Ycnexute B TOBa none ce
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CBBbP3BAT NPEAMMHO C PAa3BUTUETO Ha T. HAP. NOTOYHO-UHKEKLIMOHHU
xemunymuHecueHtHn  metoau  (flow-injection-chemiluminescence
methods). YyBCTBMTENHOCTTA HAa MeTOAA Ce MOBMWLLABA, peasHo, C
yBenuyaBaHe KoHueHTpauusta Ha Ce(lV) noHu. B nmoutw BCsika
Ce(IV)-ocHoBaHa XeMWUNYMUHECLIEHTHA CUCTEMA NPUCHCTBA ChLLO U
MONeKyna ceHcubunmusatop (CWH. (hriyOpOMETPUYEH peareHT -
XMHUH, pogamuH B, pogamwH 6G, naHTaHugHn (Tepbuesn u
€BpOM1EBN WOHM)) - MOreKyna, KOSTO Mormblia OTAeneHata oOT
OKMCNUTENHO-PeayKLUMOHHaTa peakLmus eHeprus u 3nbyBa, Ha CBOV
pes, enekTPOMarHUTHO fTbYeHe C NO-ronsam UHTeH3uTeT. ETo 3aLo
rnoBeyeTo MeToam ¢ yyacTueto Ha Ce(IV) ioHn 6uBaT MHOMPEKTHM.

Ce(IV)-xeMUNyMUHECLIEHTHATE  CUCTEMM  HamupaT  LUMPOKO
NPUNOXeHWe B aHanu3a Ha S-CbabpXalyn BeLecTBa (TUOMPOHMH,
KanTonpun, MeHaguoH HaTpueB Oucyndmt) n  S-3amecTeHu
OeHsamuan, napaberu, (EHOMNHN CbeANHEHUS U Ip.

B kavectBoro Ha Ce(lV) u3TOYHMUM OBWMKHOBEHO Cce mnon3sart
O6LI.|,O,£I,OCTbﬂHVITe (NH4)3[C92(SO4)8]'4H20 n (NH4)2[CG(NO3)6]
KOMMIEKCH.

(NHs)g[Ce2(SOa4)g]-4H20 (CAS) npeactaensiBa TBbPAO KpUCTarHO
BelecTBO C Temnepatypa Ha ToneHe 140°C (¢ pasnaraHe).
MpuTexaBa XapakTepeH LBAT - OopaHx. Pa3TBopuM e BbB BOAa,
paspeneHa H,SOs u paspepenute H.SOs-MeCN  pasteopw.
LlepneBunaT 110H NpeacTaBnsea cTabuneH, HUCKOTOKCUYEH PeareHT,
MOLLEH €QHOENEKTPOHEH okucnuTen [15].

Wvaikn npeaBug peaktuBHocTTa Ha CAS W CTPYKTYpHUTE
0COBEHOCTM Ha YecTO MON3BaHMA CEHCUOWNN3ATOP — XWHWH, HWe
pewvxme [a OCbLECTBUM AOMbMAHUTENHO W3CreaBaHe OTHOCHO
CKIOHHOCTTa 33 B3aUMOLENCTBME Ha 3arnaBHUs akanong ¢
Mon3BaHWs OKUCAUTEN.
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PesynTaTtbT OT NpoBedeHUs aHanu3 e NpeacTseH Ha durypa 4. OT
(burypata SiCHO ce BMxaa, Ye C MOCTbNBAHETO HA ankanouga Kbm
HanuyHus CAS  pasTBop MbpBOHAYarHO He Ce  perucTpupa
NyMUHECLIEHTEH A06MB. lNocneaHnaT ce nposesBa Ched W3BECTHO
BPEME - HAKOINKO MUHYTU. OYEBUOHO €, Ye NONYYEHUSAT CUrHan HaMa
onpefeneH Xxod, a MPeMWHaBa, CnopaguyHo, Mpes3 OnpeaeneHu
eKCTpemarnHu ctonHocTu. [lpedsBna  W3MNON3BAHETO HA  CMIHO
paspefeHy pasBopyM Ha ABaTa aHanuTa, a Ccblwo U u3bopa Ha
noaxod 3a BbBEXAAHETO HA XMHWHOBUSI Pa3TBOP, BEPOATHOCTTA 3a
HaCTbMNBaHE Ha OrpaHNyYeH MacoNPEeHOC Ha aHaNUTUTE B pa3TBopa e
Marnko BeposTHa Oa CTeve W OKaxe CbLIeCTBEHA MpuUyMHa 3a
HabntogaBaHus EKCNEPUMEHTANEH X0a,.
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durypa 4. 'pacuka, untocTpupalla NyMUHECLEHTHOTO NOBEAEHME
Ha M3nuUTBaHaTa peakLMOHHa ABOVKA XMHWH-LiEpUEB Cyndar.

B npoBedeHOTO MOBTOPHO W3MbIHEHWE HA TO3M EKCMEPUMEHT,
obaye, ca OTYETEHM KOPEHHO Pa3NM4HW CEKTparHW pesymnTatn
(Purypa 5). MMosBata Ha NyMUHECLEHTEH OTFOBOP M TyK Ce
perucTpupa cres W3BECTHO Bpeme, HO OBLUMAT NyMUHECLEHTEH
[0DMB Ha peakuusiTa € BUOHO MHOTO MO-HUCHK OT TO3W, OTYETEH B
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MPEAX0AHO OCBLLECTBEHATA TakaBa; UMa Ce MPeBun OTChCTBUETO
Ha SICHO OYepTaHM eMUCUOHHW MBULM B NPEACTaBEHWs CMEKTbP.
MocnenHuTe MO-CKOPO MMaT [AMCKPETEH, @ He HenpekbCHaT
xapaktep. M0o-BUCOKMSIT MHTEH3UTET Ha TO3W TWUN CUTrHaNM creaBa aa
obBbpXeM C  (DU3NYHMTE  OCOGEHOCTM Ha  M3NON3BaHuS
hOTOPe3nCTop M nparoBata My YyBCTBMTENHOCT KbM MO-Crabo
N3pa3eHun CUrHanm.
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Ourypa 5. Mpadmka, untocTpupalia NyMUHECLEHTHOTO NOBEAEHME
Ha M3nuTBaHaTa peakLMOHHa ABOWKa XUHUH-LEpUEB cyndar.

B npoBeaeHOTO TPETO MOBTOPEHME HA TO3N EKCTIEPUMEHT HE e
PEruCTpupaHa nosiBata Ha (POTOXMMMYHA EMUCHS OT U3CneaBaHus
pa3TBop. CbllaTa 3aKOHOMEPHOCT € OTYeTEeHa W B MocnenBanuTe
eKCNepVUMEHTATHN NOBTOPEHNS.

Nluncata Ha NOBTOPSIEMOCT B TO3M EKCMIEPUMEHT HU Hacbpuu Aa
MPOABLIKMM M YCTAHOBUM SIBHaTa MpuyMHA 3a HabniopaBaHuTe
OTKNOHEHNs B HEro. B npoBeaeHoTo mocnefsano M3MmbiiHeHWE Ha
CbLLMS eKCNepUMEHT, HO C OTCTOsIHWE OT NpUONM3UTENHO 24 Yaca,
OTYeTOXMEe nosiBaTa Ha nogobeH  aHanuUTMYeH  pesynTar.
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MbpBOHAYaNHO € OTYeTeHa nosiBaTa Ha HempeKbCHAT EeMUCKOHEH
CMeKTbp, a Cred TOBa, BbB BTOPOTO My MOBTOPEHME, MosiBaTa Ha
QVMCKPETHU curHanu. OTCbCTBMETO Ha eneKTPOMAarHUTHa emucus B
rnocneaBanuTe  eKCrepyMEHTanHU  MOBTOPEHUS €  MOBTOPHO
,3aCBUIIETENCTBAHA", [OPpU W NpyU NON3BaHETO Ha MPSCHO
MPUrOTBEHM Pa3TBOPY Ha JBaTa aHanuTa.

C uen pa onpefenuM MexauHHaTa Bb3NPOM3BOAMMOCT Ha TO3M
METOL, € HaNOXEHO W3MEHEHWe B CaMO €AWH  YCIOBEH
METOAOMOTMYEH €NEMEHT — U3Mon3BaHaTa WHXEKUWOHHa urna. 3a
Ta3n Uen, yTunM3MpaHata A0 TO3W MOMEHT MeTanHa wurna e
3ameHeHa ¢ TenoHoBa.

/3HeHaaBaLo obaye, B HUTO euH NPOBEAEH EKCIEPUMEHT C HEHO
yyacTvie, He € OTYeTeHa nosBaTa Ha XeMWUSTYMUHECLEHTEH CurHan.
OT4eTeHOTO € NOTBLPAEHO B MHOXECTBO MOBTOPHMU M3MbIHEHWS Ha
eKkcnepumeHTa.

Mpeanonaraik1, Ye B xoda Ha paboTa C W3non3BaHaTa MeTarHa
urna ce ,BHacAT® B W3NUTBaHUS pa3TBOP METanHW WOHW, €
NPEANPUETO NPOBEXAAHETO HA AOMbMHUTENEH aHanu3 - aHanus,
KOWTO [a yCTaHOBW BWAA Ha BHACAHUTE C WHXEKLMOHHWS pa3TBOp
MeTanHW MOoHW. KaTo HambfHO NOOXOAsL, € CenekTupaH Metoga
Mac-CneKTPOMETPUS C WHAYKTUBHO CBbp3aHa nnasma (ICP-MS).
AHanu3bLT KaTeropuMyHO MOTBBPAM OCHOBHOTO MPUCHCTBME Ha
yeTupy MeTana B CbCTaBa Ha cepHo-kucenus enyat* — Fe, Al, Tiu
Mn. To aHanmoruyeH HauuH, B pabOTHMS pas3TeBOp, crejsa [fa
MOCTbMBA W3BECTHO KONMYECTBO OT BBLMPOCHUTE METamHu MOHU C
BHACSAHMA XWHWMHOB pa3TBop. [pu BCekM nocrnegsan eKkCnepuMEHT,
obaye, TOTANHOTO KONMWYECTBO Ha MEeTamnHu MOHW Hamansea, a C

4
Enyar, nonyyeH B pe3ynTat Ha HKOMKO MOCe0BaTENHO MPUINOXEHN CMUBKN Ha
M3nUTBaHaTa MeTarnHa urna ¢ eguH v cbly 0bem 0.1 M H2SOa4.

23



HEro 1 OTYEeTEHMs kpaeH dpryopeclieHTeH AobuB. MpuckeTBalLmMTe
MeTarHu ioHK, OT Apyra cTpaHa, crieasa fa npuemar csoeobpasHo
yyacTve B MpOBEXAaHaTa XeMUNYMUHECLEHTHA peakums. TsxHaTa
KaTanuTM4Ha pons e HecbMHeHa. CriegoBaTenHo Bcska 3aryba B
XEMUIYMUHECLIEHTHUS [106MB, OTYMTaHa BbB BCEKM Crnegpall
eKCMepuUMeHT, CBbp3BamMe C peanuaMpaHata eKCTpakuus Ha
MeTanHU WOHM OT BbTpellHaTa/MPoXoaUMa MOBbPXHOCT Ha
W3nonasaHaTta MeTanHa urma.

HeCbMHEHO, NpoLecuTe CBBbP3aHW C y4acTUETO HA Te3W MeTasHu
WOHM HanopobsiBaT TeaW, XapaKTepHW 3a T. Hap. OCLMIMpaLy
peakuun (peakuuu, mpyu KOMTO B CMecTa OT pearvpaiyd XUMUYHU
CbeAVHEHNS KOHLEHTPaLMATa Ha eauH UNK NMoBeYe KOMMOHEHTH ce
NPOMEHSI NEPUOANYHO). B TO3N criyyait Han-BepOSATHO Ce peanuanpa
kackaga OT OKUCNUTENHO-PEOYKUMOHHM peakuun MexXay BCUYKM
NPUCHLCTBALYM, B MO-FONAMO KOMMYECTBO B peakuUMOHHaTa CMec
MeTanHu NOHM.

Eto 3awo, npu ynotpebata Ha TednoHoBa Wrna, nogobHoO
aHaNMUTUYHO NOBELEHME HE € OTYETEHO B HUTO €AMH EKCNEPUMEHT.

CbMHeHusITa OTHOCHO peakTuBHOCTTa Ha CAS cnpsiMo monaBaHus
ceHcnbunuaatop ocTaHaxa HepascesiHi. B Ta3u Bpb3ka e HanoxeHo
WHXEHEpPHO pelleHne, C KoeTo ©Oe yBennuyeHa [ApacTUYHO
UyBCTBMTEIHOCTTA Ha M3MOM3BaHMA (hoTopesnucTop. 3a Aa ce
NPeosonesT orpaHuyeHusTa B pabotHus 06XBaT Ha M3NON3BaHus
aHaNMUTUYEeH MHCTPYMEHT, BCUYKM OTYMTAHMS Ha hOTOreHepupaHmus
TOK Ca TMpOBEAEHM ChpSMO  HAaCTbMWIWNTE  U3MEHEHUS B
HanpeXeHWeTo Ha uarpajeHata cuctema. [lonyyeHute pesynTaty
ca npefcTaBeHn Ha urypa 6.
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Ourypa 6. CnekTpanHa KapTuHa, W3passiBalla HaCTbMUNINTE
N3MEHEHWE B HAMpeXeHWeTo Ha uarpageHata (HOTOENeKTPOHHA
cucTeMa Kato (DyHLKMS Ha reHepupaHmnsi OTOTOK C BPEMETO.

BaxHo e pa ce otbenexu, ye C MOMOLTA Ha Taka u3rpageHata
n3mepBaTenHa CUCTeMa € Bb3MOXHO Aa Ce paructpupa U T.Hap.
boToTOK Ha TbMHO (B AnanasoHa 0.0000 + 0.0002 V), ¢ pesontoums,
KOSITO MO3BOMSBa Aa Ce OTYETE LOPU W TOMIMHHUAT LWYMOB TOK Ha
W3non3BaHus PesncTop.

M3uncneHnsita coyaT, Ye C HanoxeHata mogudukauus, Taka
CbCTaBeHaTa (POTOYYBCTBMTENHA CUCTEMA € B CbCTOSHME [a
perucTpupa reHepupaH HoTOTOK CbC CbMPOTUBIIEHNE OT NOpsAAbKa
Ha 4000 + 1500 MQ; cbnpoTuBneHne, KOETO MHOMO TPYAHO MOXE Aa
Ce YCTaHOBM C KOHBEHLMANHa U3MepBaTenHa anaparypa.

Ouwle ¢ BbBEXOAHETO HA XWHWHOBKS PaA3TBOP KbM LEM03vpaHus B
,TbMHaTa knetka“ CAS pa3TBop Ce peructpupa nosiBata Ha oOTOTOK
(Purypa 6). MakcumanHo oTyeTeHaTa CTOMHOCT € 9 MunuBonTa.
lMonyyeHuaT pesynTaT € B MbIHO CbLOTBETCTBME C HaLUTE
ovakaHus. Ho, peanHo, 3arybute, HacTbnuaM B pesynTar Ha
CTEKIOTO XMHWHOBO OKUCMEHME, Ca W3KIHOUYMTENHO HUCKM U He Buxa
NOBMMSANKM BbPXYy 0BLOTO My MOBEAEHME B MPOLECH, B KOUTO TO
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W3MbMHABA ponsTa Ha ceHcubunuaatop. HeratMBHO BnMsiHME TO3W
CTPaHMYeH MpoLeC credBa [a OKaXe BbPXy Te3n aHanuTU4YHU
peakuuu, KOUTO LENsiT Aa YCTAHOBAT MPUCHCTBMETO HA aHanuTh B
ppt (parts-per-trillion).

3a Ja ce OUEHST peanHuTe KONMYECTBEHW 3arybu Ha XMHWUHOBM
MOeKymnM, Crefga fa ce M3BbpLIAT AOMbIHUTENHN U3CrneaBaHus ¢
KBAHTOBW COHAM — WU3CMELBaHMS, KOUTO U3nu3aT M3BbH 0bXBaTa Ha
TEKYLLOTO MpoyyBaHe.

Kato npeacTtaBuTen Ha CMECeHWTE eTepu, XMHUHBLT crneasa fda
NPOsIBSIBA CKMOHHOCT Aa hopmmpa XwaponepoKCMan Npu usnaraHe
Ha aTmocdhepeH kucnopod. Mo npuinHa, Ye OTAENEHUST CUHINETEH
kucnopog Moxe Aa Obde eBeHTyanHa MpuyMHa 3a nosBaTa Ha
(hanwmeo NO3UTUBEH XEMUITYMUHECLEHTEH pesynTaT, € NpoBeaeHo
[OMbIHUTENTHO M3CneBaHe Mo OTHOLLEHWE Ha TOBA Aanu B ChCTaBa
Ha M3CnedaHns aHanuT He NPUCHLCTBA MEPOKCWMAHO OHEUMCTBAHE.
Mpn HarpsiBaHe Xxuaponepokcmante 0OWKHOBEHO oOCBOOOXAaBaT
CMHITIETEH KICNOPOA U Bb3CTaHOBABAT CBOSITA CTPYKTypa. ETo 3auo
€ npoBedeHo wuacneaBaHe ¢ npubnuantenHo 100 munurpama

XWHWHOBA 0a3a.
NH
o
HQN\UQ HN ‘

‘O
—> Quinine + 104

Cxema 4. [lpegnonaraHa peakTMBHOCT Ha XMHWH  CMPSMO
aTMoctepeH Kucropog M MOcnedBanusl aHanu3 Ha HeroeuTe
nepokcuaHn opMu ¢ uMnperHupaHa ¢ GeH3WanH 1 MedeH auetat
bunTbpHa XapTus.
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[MpUCHCTBMETO Ha CUHIMETEH KNCNOpoa 0OMKHOBEHO Ce yCTaHOBSBA
C MoMowWTa Ha WMMperHupaHa ¢ MedeH auetat W BeH3uauH
cuntbpHa xaptus (Cxema 4). lNon3sanku Takaea, obaye, HME He
YCTaHOBWXME NOsBaTa Ha UHOMKaLMS 3a NPUCHCTBUETO Ha NepoKcua
B CbCTaBa Ha u3cneaBaHus obpasel.

3a cbluata Len e NpoBefeH 1 JOMbIHATENEH aHaNM3, HACOYEH KbM
n3cnegBaHe XeMMNyMWHECLEHTHOTO noeefeHue Ha camust CAS
pa3tBop. JIOrMYHO e [fga ce Mpeanonoxu, 4e B CbCTaBa Ha
WN3non3BaH1TE Pa3TBOPUTENM MOraT Aa NPUCHCTBAT OHEUMCTBAHMS,
kouto ga crnocoberear peaykumsita Ha Ce(lV) nonn. MogobHa
nHamMKauus obaye He e OTYeTeHa.

MpoueckbT Moxe fa Obae onncaH Cbe CrieaHUTe YpaBHEHMS:

Ce(lV) + + Ce(lll)

Ce(lllyr — Ce(lll) + hv

Ce(llly* + + Ce(lll)
7

Cxema 5. Cepws 0T npeanonaraemm B3auMOZeNCTBIS, BOAELLM [0
rnosiBaTa Ha XeMUITyMUHECLIEHTEH OTTFOBOP.
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Vmaiku npedBun BCWYKM Te3W pesyntatu, HUe pelnxme jJa
npoBedeM [OMbfHWUTENEH aHanu3 ¢ 4-aMWHOGEHON — O4akeaHoO
OHEYMCTBaHEe Ha NeKkapcTBEHOTO BELLECTBO NapaLeTamon.

PesyntaTbT OT NpoBefeHNUst aHanW3 e npafcTaBeH Ha gurypa 7.
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durypa 7. doTOEMMCHOHEH CMEKTBP, OTpassiBaLy
B3aMMOAENCTBUETO Ha 4-amuHoeHon ¢ CAS B NMpUCLCTBMETO Ha
XWHUH. TleTTe eMWUCUOHHM WBULYM, MOMYYeHW B MOCnefoBaTErHo,
NeTkpaTHO MOBTOPEHME HA EKCMepyMeHTa, Ca OTYETEHW KaTo
W3MEHEHNS1 B CbMPOTMBIIEHWETO Ha CMCTeMaTa OT reHepupaHus

toToTok.
lMonyyeHuTe [aHHM KaTEropuyHO [OKa3BaT peaKkTWBHOCTTA Ha
n3nonseaHua aHanut cnpsmo pabotHata Ce(lV)/XxuHuH cuctema.
Peructpmpannte XeMunyMUHECLEHTHM OTFOBOPY CMIPSIMO BBPOCHUS
amMMHOeHon ca fCHO OTYeTnMBU U Bb3npoussogumun (SD 6.7%).
OtyeTeHaTa no-rofiiMa CTOMHOCT B TO3W aHanUTUYEH MokKasaTen
CBbp3BaMe C HeompeaeneHocTTa B npoLeca Ha npobonoaroToska B
W3roTBSHETO Ha TpuUTe paboTHW pa3TBoOpa W C HEBB3MOXHOCTTA 3a
oTbMpaHeTo Ha abCconTHO eKBMBANEHTHW TeXHW obemu. Toea e u
BEposTHaTa npuumHa ga 6bae HanoxeH NOTOYHO-MHXEKLMOHHUS
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METO4 B  XEMWNYMUHECLEHTHWS aHanu3. Bbnpeku ToBa,
NPeanoXeHnsT MeTon Moxe Aa Obge W3no3nBaH B CBOMTE
MOZMMKALMM KATO OCHOBEH MHCTPYMEHT B aHanm3a Ha MHOXECTBO
(oKMCTISieMM C BBMPOCHMS OKUCIIUTEN) ChTbTCTBALLM BELLECTBA.

[MpeanoxeHnsT XeMUnyMUHECLIEHTEH METOA € MKOHOMWYEH 1 TECHO
n3mbAHMM.  MeTogonorusta nossonsBa MON3BaHETO Ha  Marku
KonmyecTBa OOLIOAOCTBMHM peareHTH, KOETO Hamanssa He Camo
CTOAHOCTTa Ha aHanu3a, HO W HEroBOTO BbL3LENCTBME BBHPXY
OkonHarta cpega. [MocTurHatata OTHOCUTENHO BUCOKA MOBTOPSEMOCT
W HUCKA rpaHMUa Ha OTKpuBaHe obocobsiBaT meToda KaTo 0cobeHo
NOAX0AsLL, 32 PYyTUHHMSA aHanK3 Ha 4-aMUHOEHOS.

5. COPBLUMOHHO MNOBEAEHWE HA XWHWH-OTMEYATAHA
KBAPLIOBO-KPUCTANNHA MUKPOBE3HA CIMPAMO (+)- U (-)-
KAPBOH.

CobluyecTByBaT M aBaHrapgHW aHamuTWYHU MOAXOAW 3a OLeHKa
NPMCLCTBUETO peanLa BeLecTBa, chyeTaralm B cebe cu benesnte
Ha HOBOBBbBEAEHWTE HaHO(MOMEKYNHO)oTneYaTaHn Martepuani w
Bb3MOXHOCTUTE Ha T.HAap. CEH3OPHW TexHukM. Bobnpekn ye
Bb3MOXHOCTTA 3@ Cb3[aBaHETO Ha MOJEKYNHW OTMeYaTbLy (aHrm.
molecular imprinting) e OTOaBHa W3BECTHO, OHEC, TA Ce fBsBa
KpalbrbfeH  KaMbK B Cb3gaBaHETO  Ha  MHOXECTBO
BUCOKOCTEUManuUanpaHn  Matepuany,  NpegHasHavyeHn  3a
TBbpAOhasHa eKCTpakuWsl, NeKapCTBEHO [OCTaBsHE UM Mp.
HenpekbCHATO Ce OCHBBPLUEHCTBAT W Pa3BMBAT HOBW aHaNMNTUYHM
YCTOMCTBA/TEXHWKN, XapaKTepuaupawy ce ¢ M3KMNKYUTENTHO BMCOKA
yyBCTBUTENHOCT. KaTo TakaBa MOXe fa ce NpeacTaBu U TEXHWKaTa
Ha KBapLOBO-kpucTanHata MukpoBedHa (cbkp. QCM wnu Quartz
Crystal Microbalance).
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CbyeTaBalki €nemMeHTUTe Ha Te3n METoaW, Hue ycnsxme Aa
OpraHusMpamMe  XMHWH-OTNEeYaTaH NOMMMEpeH  CroWM  BbpXY
noebpxHoctta Ha QCM nnactuHa (QI-QCM; quinine-imprinted
QCM). Wmainkn npepsug hakta, Ye Monekynata Ha XWHWHa e
XvparHa, To crefBa fa O4akBame, Ye XupanHu e 6baat 1 HeltHuTe
MOIEKYSTHU OTNeYaTbuUM B ,3acTUHamus® nonmMepeH cnow. Mo Tasu
MPUYMHA, B Ka4eCTBOTO Ha XvparHu COHAM Ca W3Mon3BaHu ABaTta
KapBOHOBW eHaHTUOMepa — R-(+)-carvone n S-(-)-carvone.

MonyyeHuTe pe3yntatn OT COPOLMOHHMS aHanu3 Ha (+)-KapBOH ca
npegcTaBeHun Ha gurypa 8.
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Ourypa 8. Ql-QCM yecToTeH 0TroBOp CPSIMO (+)-KapBOH.

OT npencTaBeHaTa rpadMka ce BuXAa, Ye CPOACTBOTO Ha
nscnegsaHus  eHaHtuomep cnpamo  Q-QCM  noBbpxHOCT €
HeaHauuTenHo. C MbMHO OCHOBaHWE MOXe fAa Ce Kaxe, ue
Cb3AafleHUTE KOHTAKTW UMaT huanyHa npupoaa 1 no-ckopo buxa ce
CBbp3aNiN CbC CTEKNa KanunsipHa KOHAEH3aLWs Ha aHanuta B
Han14H1 MUKPOLEdEKTI B Chb3AafeHNs NONMMEPEH CIION.
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[laHHuTe OT npoBeaeHNs Apyr COPBLMOHEH eKCnepuUMEHT paskpuxa
no-ronemust aacopbumoreH noteHuman Ha QI-QCM noebpxHOCT
cnpsaMo  (-)-eHantuomep (Purypa 9). CpaBHsBalkM [aHHUTE OT
ABaTa eKcrepuMeHTa, ICHO ce BUXAa, Ye COPOLIMOHHUAT KanauuTeT
Ha Taka Cb3gafeHns Cnow Haaewwaea npubnusutenHo ot 7 go 10-
KpaTHO TO3M Ha (+)-eHaHTMOMEP.
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Ourypa 9. CopbumoHHo noeeserne Ha QI-QCM cnpsimo (-)-kapBoH.

OcBeH TOBa, B TO3M KOHPETEH Cyvyall, Hapen C W3MEHeHusiTa B
Macata Ha oOpasela, Ce perucTpupar CblUO W W3MEHEHUs B
Temnepatypata Ha cuctemata. OOWKHOBEHO Te3n M3MEeHeHus ca
MPUCBHLLM 3a MOBEYETO TEPMOAMHAMMYHO CbrNAcyBaHU MPOLECH.
OT4eTeHNTE eK30TEPMUYHIM Pednekch Npu CbNPUKOCHOBEHUETO Ha
(-)-kapBoH ¢ QI-QCM noBbpXHOCT egHO3HAYHO MOTBBLPXAABAT, Ye
B3aMMOLENCTBMETO MeXay TAX € HACOYEHO, KOHMrypaLmOHHO
CbIMacyBaHO; W Ce CbMpOBOXAA C OTAENSAHETO HA MWHMMAMHO
KonuyectBOo TomnuHa.  Muoro no-romsiMo ocBoOoXdaBaHe Ha
TONMMHHA eHeprus Habniopgasame obave B npoueca Ha (-)-
kapsoHoBa [fecopbuns ot QI-QCM noebpxHocT. [locnegHata
cnegea  pa  Obge  obycnoeeHa OT  HacTbmunute  06LiM
KOH(DOPMALMOHHN U3MEHEHUSI B OTNIOXEHUS MONMUMEPEH CMOM.
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OTyeTeHUTE MNPOMEHW Ca 3HAYATENHO MO-TONeMM OT  Teaw,
HabntogaBaHu B aacopbumoHHMTE 061acTi Ha TO3M MPOLEC, KOeTo
MOXE [a Ce WHTEpnpeTMpa M KaTo Mspka 3a HanuuneTo Ha
BEPWKHO-00EMHO NpefaBaHX W3MEHEHUs B XWHUH-OTNeYaTaHus
NONUMEPEH CIOMN.

YnoBaBaliku ce Ha NoflyyeHuTe pesyntati, MoXeM Aa noTBbpAUM,
Ye Cb3[gafeHUAT NONMMMEPEH CNoi € B CbCTOSHWE [fa oT4yeTe
(UHUTE  MPOCTPAHCTBEHU/KOH(UIYPALUMOHHU pasnnukn B fBaTa
KapBOHOBK M3oMepa. OTYETEHOTO MOXEe Aa W3non3same W Kato
BOMbHUTENEH WHAMKATUB 3a YCMEWHO peanu3npaHus XWMHUHOB
OTNeYaTbk B Taka OTNOXeHUs nonumepeH crnoi Bbpxy QCM
MOBBPXHOCT. [MonyyeHuTe pesynTaTi HU Hacbpyuxa ha noTbpcuM
OTrOBOpa Ha TO3W CNOW CNPSIMO APy NEKapCTBEHW MONEKYNN, HO B
TEYEH CroMu.
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V. n380aun

1. Ou,eHeHa Mo aHanuUTM4eH NbT € PEeakTUBHOCTTAa Ha XWHWHOBATa
XWOPOKCUNHa rpyna cnpamMo Mekua no cuna OoKucnuten - CTtoneHa
E€JIEMEHTHa cAapa.

2. PeanuanpaH € GOTONHULMMPAHUST CUHTE3 Ha XepanarTur.

3. YcraHoBeHa e cnocobHOCTTa Ha ankanouga XWHOTOKCMH [a
thopmmpa peHOTMa3MHOBO Barpuno B MPUCHCTBMETO HA EMEMEHTEH
Opowm.

4.0npegeneHa ¢ nmomowTa Ha OpurMHamHa (HOTOYYBCTBUTENHA
KneTka € WHEepPTHOCTTa Ha ankanouga XWHWH ChpSIMO OKUCIUTENS
OKTaaMOHWEB OMUepuin oKTacyndar.

5. YcnewHo e opraHusvpaH XWHWH-OTNEYaTaH MOSIMMEPEH ChoK
BbPXY MOBBLPXHOCTTA HA KBAPLIOB PE30HATOP M € OnpederneHo, no
MeToga Ha  KBapLOBO-KpWUCTanHaTa  MUKPOBE3HA,  HEeroBoTo
COPBLMOHHO NOBEAEHNE CrPSAMO (+)- 1 (-)-kapBOH.
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VI. NPUHOCH

1. BbBeeH e HOB MMKPOAHANUTMYEH anropUTbM B KAYeCTBEHUS
aHanu3 Ha BTOpUYHa ankoxosHa XMHMHOBA rpyna CbC CTOMEeHa cspa,
NO3BOSISIBALL, ONpeSensiHEeTO Ha NoKa3aTess rpaHuLa Ha OTKpUBaHE.

2. YcTaHOoBEH € ONTUManHUAT CbCTaB Ha (*)OTOpeaKTVIBHa
aHanuTn4Ha CMeC 3a CMHTE3a Ha XepanaTur.

3. MonyyeHo e HOBO heHOTMA3NH-Oa3npaHo Garpuno Ha ocHoBaTa
Ha arnkanouaa XMHOTOKCHH.

4. YcraHoBeHa C nomowiTa Ha OpuriHanmHa (hOTOYYBCTBUTENHA
Knetka € WHEepPTHOCTTa Ha XWHWHA CMPAMO  NOM3BaHus B
XEMUIYMUHECLIEHTHUS aHamn13 OKTaaMOHMEB AULIEPUIA OKTacyndar.

5. YcTaHOBEHM Ca ONTUMAasnHUTE YCroBUS 3a OTaraHe Ha CEH30PHO-
aKTUBEH, XWHWH-0TNEYaTaH NonMMepeH unm BbpXy enekTpogHata
MOBBPXHOCT Ha KBAPLIOB PE30HATOP.
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Vi. CNUCBK HA NYBJMKALUMUTE, CBBP3AHKM C
AUCEPTALWOHHUA TPYQ

B u3paHua, pedrepupaHn U MHAEKCMPaHN B CBETOBHOU3BECTHM
6a3u gaHHM ¢ Hay4yHa MHopMaLmA:

V. Vasileva, LN. Kolev. A sulfur-based qualitative test for
determining the presence of the secondary alcohol functional group
of  (-)-quinine and  (+)-quinidine.  Bulgarian =~ Chemical
Communications, Volume 54, Issue 2 (pp. 147-151), 2022. doi:
10.34049/bcc.54.2.5466

B HepedhepupaHn U3AaHMA C HAYYHO peLieH3UpaHe:

Ivalina Vasileva, lliyan Kolev. Phenothiazine dye labeling test for
quinotoxine. Scripta Scientifica Pharmaceutica, 2022; 9(2): 36-41.
doi: 10.14748/ssm.v54i4.8662
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