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PASPABOTKA U BAJIUAAIINA METOOHUKR
IRCTPARIITMOHHO-®OTOMETPUYECROI'O
OITPEAEJEHUA JORKCUJIAMHWHA B MOYE

Paspabomana cepus sxcmpaKyuOHHO-POMOMEMPULECKUX MeMOOUK KOLULeCMEEeHH020 onpedesleHuUs
JoKCULAMUHA 8 MOUe C UCNONb308AHUEM AMPUDUILHbLX pacmeopumednell 01 6vi0eleHUs AHAAUMA U3
MAMPUYbL 8 YCLOBUAX HACLLULeHUSA 600HOU (Da3bl AMMOHUS CYLbGAMOM — ONMUMANLHOLM AELACMCA UC-
Nnosb306aHUE AYEMOHUMPULA 6 CAA60KUCLOU cpede (6K1A0 KOMNOHERNMO0E MAMPUYbL 8 NOZLOULEHUE AHA-
ausupyemozo oopasya He npesviwsaem 10 %, appexmusrnocme ussnevenus cocmasasem > 90 %). IlIpose-
Odena sanudayus pa3pabomantvlx memoduK U noKa3aHaA 603 MOHCHOCTLb UCTLONLb306AHUA 0N onpedesleHuUs
Kax memoda Kaiubpoeoirozo epaura, max u memoda cmandapma.

Knrwuesvie cnosa: BaJsganusd, OHroaHAIUTUYECKIE METOLUKHU, 9KCTPAKIIUOHHAA (POTOMETPUA, JOKCHU-

JIaMWH, METO]] KaJIUGPOBOUHOT0 Irpad)uKa, MeTOf CTaHAapTA.

IIOCTAHOBKA ITPOBJIEMbI

B Hacrodmiee BpeMA HeOOXOOUMOCTL BaJIniga-
YUY aHAJIUTUYECKUX METOLUK CTAHOBUTCS HACYII-
HOI U IIUPOKO 06Cy K IaeMoii mIpobaeMo cyneOoHo
ToKcukKosoruu [8, 9, 16].

Wwmeroyecs: B HAJIWMYUY MEXKIYHAPOLHEBIE PEKO-
MeHJAIUY 10 IPOBEJECHUI0 BaJUAAINN OMOAHAJIN-
Tuyeckux Meroguk [11-13, 15] paccumTaHbl, BO-
epPBBIX, HA KCIOJIb30BAHUE UCKJIOYUTEIHHO XPO-
marorpauuecKux MeTOJOB aHAJIN3a, BO-BTOPBIX,
Ha paboTy MeToaoM KaJIuOPOBOYHOTO rpaduKa, 4To
mOApas3yMeBaeT BBINOJHEHWE OOJIBIIOrO KOJnde-
CTBa PYTUHHBIX aHAJIM30B B IPAKTHUUECKOI padoTe.
B mpakTuke cyne0HO-TOKCHKOJIOTMUECKOT'0 aHAJIU-
3a 6oJiee PaCIPOCTPAHEHHBIMY SBJSIIOTCS PAa30BbIe
9KCIIEPTUSHI, M B 3TOU cuUTyanuu 0oJiee oImpaBAaH-
HBIM ABJIAETCA IIDMMEHEHNEe MeTOoJa CTaHJapTa Ujin
MeToIa J00ABOK.

AHAJIN3 ITIOCJEAHUX
HCCJEITOBAHUI U ITYBJINKAIIUN
Asropawmu [3, 4, 5, 10, 14, 17] npeaioKeHbI TTOA-
XO4bI K BaJdugalluy METOAUK KOJIMYECTBEHHOI'O OII-
peneneHusa IJsd IeJeid cyae6GHO-TOKCUKOJIOTUYeC-
KOro aHa/Jim3a KakK K WHCTPYMEHTY pas3paboTKu
OIITUMAJILHOM METOOUKH B PAMKAX ITOCTABJICHHON

© Konnekmue asmopos, 2015

neau — MPeAJoyKeHBbI COOCTBEHHO IMPOLEAYDPHI BBI-
IIOJIHEHU A SKCIIEPUMEHTAa ¥ KPUTEPUHN ITPUEMJIEMOC-
THU IIOJIYYEHHBIX Pe3yJbTAaTOB B BapHMaHTE MeTOoAa
KaaubpoBounoro rpadura (MKI) u meroma cran-
napta (MC).

BBIJIEJEHUE HE PEHNIEHHBIX PAHEE
YACTEM OBIIEN ITPOBJIEMbBI

J st onpeneieHns JOKCUIAMIHA aBTOPAMU pas-
paboTaHa 3SKCTPAKIVOHHO-(pOTOMETPUUECKAA Me-
TOAWKA, B OCHOBY KOTOPOM IOJIOXKeHa peaKIus 00-
Pa30BaHUA MOHHOTO acCOIMaTa JOKCUJIAMUHA C Me-
TUJIOBBIM opaH:XKeBbIM mpu pH = 4,6 [1], HO He uc-
cjlefOBaHA BO3MOXKHOCTL €€ WCIIOJB30BAHUA A
NPOBEAEHUsT KOJUYECTBEHHOT'O OIpefeseHUus [0-
KcuiaaMuHa B Moue. IIpencraBisieT mHTEpeC paspa-
60oTaTh METOAUKY KOJMYECTBEHHOI'O OIPEeNeICHUS
JAOKCHJIAMHMHA B MOYE€ U N3YUYUTH BO3MOXKHOCTHU €€
NpPUMeHEeH!s B BADUAHTAX METO/a KaJnGpPOBOYHOIO
rpa)uKa U MeToJa CTaHJgapTa.

®OPMYJHNPOBKA ITEJIN CTATHbU

ITenbro maHHOU PAOOTHI ABJISIETC:

- paspaborka Habopa METOAUK KOJUYECTBEH-
HOT'0 OIIPEe/IeJIEHNs JOKCUJIaMIHA B MOYE C VC-
OJIb30BAHUEM DA3JIMYHBIX MPOLELYDP IPoGo-
IOATOTOBKY Ha 0ase IpensIosKeHHOU paHee [1]
9KCTPAKIMOHHO-(OTOMETPUYECKOM METOAUKY;
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* BBIOODP ONTUMAJBHOM IIPOIEAYPHI IIPOOOIIOL-
s dexTUBHOE
M3BJIeUeHNE JOKCUJaMHHA U3 MOUYM U HU3KOE

TOTOBKH, oOecleunBaroiiei
coepsKaHue CO9KCTPAKTUBHBIX BEIIECTB B II0-
JIydaeMbIX HM3BJIEUEHUAX IIPU MPIHI/IMaJIBHOfI
BeJIMUYMHE HEOIIPEeaeJIeHHOCT METOAUKM;

IIpOBeJleHue BaJIuAalluu IPeNJIOKeHHBIX Me-
TOAWK B cooTBercTBuu c [3 — 5, 10, 14, 17]
¥ CpaBHEHWE BO3MOXKHOCTEN HCIIOJIb30BAHUS
LIS SKCTPAKIMOHHO-(DOTOMETPUUECKOTO OII-
penenenusa noxkcusamuaa B moue MKT u MC.

N3JIOKEHUE OCHOBHOI'O MATEPHAJIA

B sKcmeprMeHTe WCIOJb30BAJIU [JOKCUJIAMU-
Ha CyKIIMHAT (papMakKomeiHoi uucToThl. Ilopamoxr
IIPUTOTOBJIEHUA CTAHOAPTHBIX, pa601mx u MOJeJIb-
HBIX PACTBOPOB, a TAKKe COOTBETCTBYIOIIVX KaJIV-
OPOBOYHBLIX M MOZEJbHBIX 00pPasIlOB IpeACTaBJIEH
Ha cxeMme 1.

Juzaiis sKcnepuMeHTa ITpeICTaBJIeH Ha cxeme 2.

s ka0l u3 paspabOTaHHBIX METOOUK aHa-
JIM3UPOBAJIN KaJNOPOBOUHEIE U MOZEJBHBIE 06pas-
ubl (cm. cxemy 1), a Taksxe blank-oGpasier, mpu-
TOTOBJIEHHBIE cJenyioimuM obpasom: 1) 5 o6pasiioB
(20,00 M) Moue, MOJMYYEHHOM OT Pa3JIUUYHBIX WC-
TOUHUKOB, B KOTOpble BBemeHo mo 1,00 M BOABI
IucTuIINpoBanuoii; 2) 3 obpasia (20,00 mur) Bogbl
IUCTUJIINPOBAHHOM.

OnTUYeCKyI0 IJIOTHOCTh PACTBOPOB H3MEPSJIU
o 3 pasa ¢ paHIOMU3AIlHell TOJOKEeHNUI KIOBETHI.

PE3YJIBTATHI U UX OBCYKIAEHUE

WsosnupoBanye HOKCUIAMIHA U3 MOYU IIPEJIOKe-
HO IIPOBOAUTE C IOMOIIIBI0 aM(pr(pUIbHBIX PACTBOPUTE-
JIeHl B YCJIOBUSIX HACBIIIEHNS BOAHOM (Dasbl 3JIEKTPOJIU-
TOM — TIOAXO, TOJb3YIOIIUICA ITUPOKOH ITOMYJIAP-
HOCTBIO B COBPEMEHHOM CYAEOHO-TOKCHUKOJIOINYECKOM
aHaJuse [2, 6, 9]. B paboTe ncioib30BaHbI TaKMe aM(u-
(uabHBIE PACTBOPUTENN, KAK METAHOJ, U30IPOIAaHOJ
¥ aIeTOHUTPILI; B KAYECTBE 9JIEKTPOJINTA JIS HACHIII[e-
HUS BOAHOM (hasbl UCIIOIL30BAI AMMOHUSI CYJIb(DAT.

WsosmpoBanre IpPOBOAWJIM B IIEJIOYHON cpene
(pH = 11) u cmaborucsoit — pH = 5. BrinosineHue
U30JIUPOBAHUA AHAJIUTOB U3 OGMOJIOTMYECKUX O0'B-
€KTOB B CJIAa0OKUCJION cpefe B PAAE CIyYaeB IIPU-
BOJAUT K YMEHBIIEHWIO IPOIECCOB COIKCTPAKI[UU
KOMIIOHEHTOB OMOJIOTMYECKOIi Marpuusbl [2, 6, 9].
Heo6xoguMo OTMETHTH, UTO WCIIOJb30BAHUE aM-
buduIBHBIX PACTBOPUTEJIEH U HACHIIIIEHHOTO PACT-
BOpa aMMOHUS cyJab(laTa I03BOJIIET COXPAHATD 3(-
(DeKTUBHOCTH M30JIMPOBAHUS BEIECTB OCHOBHOI'O
xXapakTepa B CJIa00KUCJION cpelie HA TOM »Ke YPOBHe,
YTO W B IEJIOYHOM — 9TO 00YCJIOBJIEHO CMEIeHUEeM
peasibHOrO 3HaueHusi pH B 111eI0YHYIO CTOPOHY AJIsT
cMeceil HACBIIIEHHBIX DPACTBOPOB 3JIEKTPOJIUTOB
¢ ampubuapEEIMU pacTBOpUTEIAMY [7].

Takum 06pa3oM, UTOTOM SAHHOT'O 9TAana PpaboThI
craJjia paspaboTKa pAfa METOAUK OIPeleIeHUA JOK-
CUJIaMUHA B MOYe C MCIIOIb30BAHUEM 9KCTPAKIINOH-
HOH CHEKTPO(GOTOMETPUY, OTINUAIOIINXCS MIPOIie-
IypaMu Ipo6OIoATOTOBKHY (CM. cxeMy 2).

!
4000 Mkr/mn

cmaudapmu;.u'l paboyue pacmeopsb! 1-7
pacmeop - ) ) : . . )
My = 1000.0 wr V1 = 32,50; 30,00; 2\?,00; %8,008,'\:1?,00, 10,00; 5,00 mn
Vi = 250,0 M “H0
H0 \

1300; 1200; 1000; 800; 600; 400; 200 mKr/mn

KanubpoeoyHbie obpasybi 1-7

(3 cepuu u3 3-x ucmoyHuKoe)
Vih=1,00 Mn
Vmatr/'x = 20,00 Mn
!

C/7™" = 65;60;50;40;30;20;10Mkr/Mn

!
4000 mkr/mn

1300; 1200; 800; 400; 200 mKr/mn

cmaHdapmHb 1l paboyue pacmeopb! 8- 12 ModesnbHble 06pa3ybl 8- 12
mp azc%%g%?w V> = 32,50; 30,00; 20,00; 10,00; 5,00 mn (3 cepuu u3 3-x uCmMoYHUK08)
Vo= 250 0 M Vi =100,0 mn Vi =1,00 mn
e ’ H20 Vinatrix = 20,00 Mn
H20 | |

C™ = 65;60;40;20;10 Mkr/mn

cmaHdapmHb Il pacmeop cmaHdapmHbIil ModenbHbIe pacmeopsi 1— 7
pacmeop 3 CpasHeHusl pacmeop 4 - . ) : . . .
m, = 100.0 Mr Va = 4.00 wn M, = 10,0 Mr V4 =13,00; 12,00; 10,202,080,0(()),“,5_;00, 4,00;2,00 mn
Viux = 500,0 Mn Vie=1000 Viux = 500,0 Mn i ]
0,01 monsin HCI 0.01 vonwin il | | 0,01 vonef HCI .

!
200 mkr/mn

C model
reference

= 8 MKr/mn

!
200 mkr/mn

C™* =13;12;10;8;6; 4; 2 MKr/mn

Cxema 1. IIpouedypa npuzomosierus pacmeopos u 00pa3yo6 014 6aiudauul 3KCMpaKyuoOHHO-
cnexmpogomomempuieckux memodur onpedenenus OOKCULAMUHA 6 MOUe
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( moua (20,00 mn) )

v

co3faHne HGOGXOHMMOFO 3HaJeHnd DH
@ (Mo yHUBEPCANbHON UHAVKATODHOM ﬁvmarp)

6 monb/n pacteop HCI
JopH =5

50% pactBop NaOH
Jo pH =11
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BOAHbI Croi
oTbpacbiBatoT

C

@ (hunbTpoBaHKE,
BbiCanuBaHue HacblILeHHbIM pacTBopoM (NH4)2SOq4
v

©

opraHuyeckoe ussneyeHue (50,0 mn)

1/10 nony4erHoro n3sneyenHns (5,00 mn) ynapueaiot
Ha BogsiHoM 6aHe npum Temnepatype 80°C [0 NOMHOrO yaaneHus 0praHuyeckoro cros;
cyxow octatok pacteopsitot B 10,00 mn 0,01 mone/n pacteopa HCI
1 KONNYECTBEHHO NEPEHOCAT B AENUTENBHYKO BOPOHKY

®

+ 5,00 mn 0,02% pacte
+ 10 00 i dll(—"TﬁTHOF(‘) 6

allt

+ 20,00 Mn CHCI3; B36anTsl

zDHUITO DAG TBUO )H N

C C o
bIBaHWe B Teqe ne 5 MuH.

xnopochopMHbIiA cnoi (15,00 mn)
+ 1,00 mn 1% pactBopa H2SO4 B abcontotHom C2HsOH

\_

N3MepeHne OI'ITVILIeCKOVI MNOTHOCTKN

Cxema 2. OcrogHble smanbt memoOuK IKCMPAKYUOHHO-(omomempuieckozo onpedesenus 00KCULAMURG

8 moue

I BeIGOpa ONITUMAJbHBIX METOAUK OIIpeaese-
HHUA JOKCHUJIaAMHWHA B MOUY€ IIPOBOAMJIM MX BaJuga-
U0 [I0 TAKUM IIapaMeTrpaM Kak CIenu(PUUHOCTH,
CTeleHb U3BJIEUEHUA, JUHEHHOCTD, IIPaBUJIbHOCTD,
CXOAVMOCTb ¥ BHYTPUJIAOOPATOPHASA IIPEIM3UOH-
HOCTb B COOTBETCTBHU C INIPEAJIOEHHBIMU HaMHKU
NOAXOZaMMU B BapHaHTe MeToJa KaJuGPOBOYHOIO
rpaduxka [4, 5, 10, 14, 17] u meTozma cranzapra [3].

IIpouenypa Basuzanmuu npegycMaTPUBAET WC-
OJIb30BaHUE HOPMAJU30BAHHBIX KoopauHar. s
HOpMAaJIMU3aIlUU IIOJIYUYEHHBIX 3KCIIEPUMEHTAJTIbHBIX
JAHHBIX KCIIOJH30BAJIU PACTBOP CPaBHEHUS C KOH-
IeHTpaluell aHaJInTa, COOTBETCTBYIOIEl ero KOH-
LEeHTPpanuu B KOHEYHOM aHAJM3UPYEMOM PacTBODE

IIPU YCJIOBUU HYJIEBHIX HOTeph Aia Touku 100 %
B HOPMAJIM30BAHHBIX KoopaumuHarax. [ias HOpMma-
M3anuy SHAYEHWH ONTUYECKUX IIJIOTHOCTEH Ka-
JUOPOBOYHBIX U MOJEJbHBIX 00Pa3Il0B ONTUUYECKA s
IJIOTHOCTH PACTBOPA CPABHEHUS KOPPEKTUDPYETCs
C yUYeTOM CTEeIleHU M3BJIeUeHUsI, SHAYNMOCTH U Be-
JINUYNHY KOTOPOM MOKa3aHO HA IPeJBAPUTEIbHOM
Jrare BaJUJAI[UU.

Huanason npumenenus metTogquk D= 25—175 %;
KOJIMUYEeCTBO KOHIIEHTPAI[MOHHBLIX YPOBHeH g = 7
¢ mocrosgHHEIM marom 25%; 3a 100% wnpuamMain
CPELHIOI JIeTAJbHYI0 KOHIIEHTDPAIIUIO [JOKCUJIa-
MuHA B Moue [9] B mepecueTe Ha JOKCUJIAMUHA CYK-
LUHAT.

Axicmy, cmandapmusayis i cepmudivayia é papmayii
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Basmganuio MeTOAUK Ha IIEePBOM 3TAIe IIPOBO-
AUJIN C HCIIOJIb3OBAHHEM MOAEJBbHBIX PacTBOPOB
(cxema 3) MCXOnasA W3 TOTO, UTO HEOIPEAEeSIeHHOCTH
KOJINYECTBEHHOI'O OIIPe/ieJIeHN A aHAJINTA B MOJEJIb-
HBIX DPacTBOpax A'Zwe’ paBHA HEOIPENEJIEHHOCTHU
IPOIeyPHI MPOOOIOATOTOBKY AHAJIUBUPYEMBIX 00-
pasuos [3, 5, 10, 14]; cymmMapHbIe Pe3yIbTAaThI BAJIU-
Jaluu IpUBeleHbI B Ta0. 1.

Takum ob6pasom, MOAMGUIIUPOBAHHAS METOMU-
Ka KOJMYEeCTBEHHOTO OIPeJeJIeHUs NOKCUJIaMUHA
CYKI[MHATA METOLOM 9KCTPAKI[MOHHON (DOTOMETPUN
XapaKTepU3yeTcsa YOOBJIETBOPUTEIBHON JIMHEIHOC-
ThIO, IIPABUJIBHOCTBIO U CXOAUMOCTBIO, UYTO JaeT
BO3MOJKHOCTH PEKOMEH/IOBATh €€ K JaJIbHeHIIeMy
IIPUMEHEHUIO B CYyZeOHOI TOKCUKOJIOTHU C IIeJIbIO
paspaboTK® MeTOAWK aHaju3a OMOJOTUYECKUX
00'bEKTOB HA COlEPIKaHVEe B HUX JOKCUJIAMUHA.

HeOﬁXOI[I/IMO OTMETUTH BO3SMOMXHOCTH BBIIIOJIHE-
HUs aHAJW3a KaK MeTOJOM KaJuGPOBOYHOIrO rpa-
(puka, Tak 1 METOJIOM CTaHJapTa.

Ha BTOpOM 3Tame IPOBOAMIIN BaJULAIUIO METO-
UK C UCIOJb30BAHNEM KaJIUOPOBOUHBIX U MOJAEJIb-
HBIX 00pasioB (cxema 4). CymmMapHBIe pe3yabTaThbl
BaJUAAIINYU IPUBEIEHBI B Tabs. 2 — 3 1 ITO3BOJIAIOT
TOBOPUTH O IPHUEMJIEMBIX ITOKA3aTeJsAX Ccrerupuy-
HOCTH, CTeIleHU Wu3BJIEUEeHUdd, JIPIHefIHOCTH, opa-
BUJIBHOCTH, CXOZUMOCTH ¥ BHYTPHUJIA00PATOPHOM
MPeIU3NOHHOCTH BCell cepuu paspabOTaHHBIX 9KC-
TPAKIMOHHO-(DOTOMETPUUECKUX METOZUK KOJUYe-
CTBEHHOTO OIPe/IeJIEeHNs JOKCUIaMUHA B MOUe.

PegysnpraThl m3ydeHuHs CHEOU(MUIHOCTH IIO-
Ka3bIBAIOT, YTO BO BCEX CJIYyUasaX IPOBEJEHUE M30-
JUPOBAaHUA JOKCUJIaMuUHa u3 Moue mpu pH = 5

obecmeunBaeT 0ojiee HU3KUU BKJAJ KOMIIOHEHTOB
OMOJIOTUUYECKOI MATPUIIBI B IIOTJIOIIEHIe OCHOBHOTO
OIBITA, YEM B CJIy4Yae KCIOJb30BAHUS IEJIOYHOIO
suauenus pH; B To jKe BpeMs, 110 pe3yabTaTaM MU3-
VUYeHHud CTeIlIeHU U3BJIEUEeHUA, B JAHHBIX YCJIOBUAX
oTMeuaeTca HeOoJbInoe CcHUKeHUe 3G(GEeKTUBHO-
CTHU BBIZIEJICHNA JOKCUJIaAMUHA 13 Moun — Ha 3—5 %.
HawuGonbieir s(ppeKTUBHOCTHIO W3BJIEUEHUS Xa-
PAKTEepU3yTCA METOLUKY C UCIIOJIb30BAHUEM alle-
TOHUTPUJIA.

BocmnpousBogumMocTh 3HAUEHUI CTEIIeHU U3BJIE-
YeHWsS W ONTUYECKON IJIOTHOCTH blank-o6pasios
COOTBETCTBYET KPUTEPUAM IIPUEMJIEMOCTH JIJISI BCEX
BapUaHTOB METOJUK.

3HaueHUsI ONTUYECKUX ILJIOTHOCTEH, MOJIYyYeH-
Hble 11 blank-06pasios 2, CBUIETEIBCTBYIOT O KOP-
PEKTHOM BBIGODE IPOIEAY PBI IPOOOIIOATOTOBKY JJIsI
BCEX PACCMOTPEHHBIX CIYUYaeB.

C yuyeTOM JaHHBIX OTHOCUTEJIBHO AMank u R wmc-
CJIEOBAHUSA JIMHENHOCTH, NPABUJIBHOCTA U IIpe-
IU3VOHHOCTY IPOBOLUJINCH TOJBKO AJIS CEPUU Me-
TOAWK C HCIIOJb30BAHUEM CJIA00KUCION Cpeabl AJis
BBIZIEJIEHUSA JOKCUJIaMUHA U3 MOYH.

B mesiom, Bce n3yueHHBIE METOAMKY XapaKTepU-
3YIOTCSI YJOBJIETBOPUTEJBHBIMU [TAPAMETPAMU JIV-
HEeAHOCTH, MPABUJIBHOCTU U MPEIU3NOHHOCTU KakK
B BapuanTe MKT, Tax u MC.

B ciyuae amanmza MC Bo Bcex ciyuadax oTMe-
yaeTcs YBeJWYEHWe CHUCTEeMAaTUYEeCKOH OIInOKM’
METOAUK M YXYyAIIeHHe CXOAMMOCTHU Pe3yJbTaTOB
aHaJuW3a, B TO JKe BPeMsi IIOKasaTeJu BHYTPUIa6o-
paTopHO¥ IPEIU3MOHHOCTH 3HAYUTEJIBbHO JIyYIlle,
yeM B cayuae MKT.

Ta6auma 1

CPABHHUTEJIBHBIE PE3YJbTATDBI BAINJATINHA OKCTPARIITMOHHO-®OTOMETPUYECKHUX
METOJHUR KOJUYECTBEHHOI'O OIIPEJEJEHUA TORCUJIAMUHA CYRIIUHATA,
IIOJIYYEHHBIE C UCIIOJIbSOBAHHUEM MOAEJIBHBIX PACTBOPOB

MKT MC
XapaKTepuCTUKAa KPUTepUi KpHUTepuit
3HaUeHUe 3HAUEHUe
IPUEeMJIEMOCTH IPUEeMJIEMOCTH
1) auneiinocmsb
fpmodel 1,001 - 1,001 —
s‘r,nodel 0,008 - 0,008 -
gmodel 0,821 — 0,821 gmodel < 9 ()15.gmode!
a
s:mdel 0,870 — 0’870 gmodel < 6,030/0
RSD™™* 1,002 <4,96% 1,002 < 7,02%
RSD™* 0,9998 >0,9958 0,9998 =0,9915
2) npasunbHocmb U cx00UMOCMb
RRmadel(Zmodel) 101 ,41 _ 101 s 54 —
RSDI%* (RSDF**!) 2,21 - 2,21 -
&model 1,41 <4,52% 1,54 <4,52%
Argz;de/(Ar;odel) 4,29 <10,00% 4,29 <14,14%
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aHanus MogenbHbIX pacteopos 1 — 7 v pacTeopa cpasHeHus (10,00 mn)
cornacHo atanam 6 — 8, cxema 1 (1 nocnegoBaTensbHOCTb — 1 AeHb)

!
Croe =~ A ~ 25 50,75,100,125,150,175%
model ~ Amodel ~ 100%

reference — /“'reference =

HOpMann3auua nony4eHHbIX AaHHbIX

model model
G A

model __ X 0,
Yi - Amodel 100%
reference

Xmodel _
iffact — Amodel
reference

-100%;

NpoBEepKa NUHENHOCTH
ymodel —a+ b'XmOdEI SN amodel; smodel; bmode/; S;node/; RSD(r)nodel; Rénodel

MKT
RSDI™™® < 4,96%; R™* > 09958

mc
RSDy* <7,02%; R™* > 09915
amodel 1) < t(95%,g _2) 'S;nodel; 2) < 6, 3%

\ AN

npoBepkKa npaBuNibHOCTU U CXOQUMOCTH

Y model a model model Y model
model __ i - . model _ “ticalc 0, model __ T . 0,
Xi cale bmode/ b RRI - Xmode/ 100% Zi - Xmode/ 100%
i fact i fact

A = 1(95%,g —1)- RSDE™ < max ATy, =1000%

sample
5™ =100 —RR™*| < max5"™* = 4,52%

AP =1(95%,g —1)- RSDF™ < max A7
Hmodel _ ‘100 _Zmode/

=1414%
<max0™® =452%

Cxema 3. Imanvt 6arudayuu SKCMpPAKYUOHHO-omomempuiecKux memoduk onpedenrenus 00KCULAMUHA
CYKYUHAMA C UCTIONLb308AHUCM MOOCJbHbLX DACTE0PO8

Tabauma 2
PE3YJIBTATBHI OIIPEAEJEHUA CIIEIIU®GNYHOCTHU U CTEIIEHU USBJIEYEHUA
IKCTPAKIITMOHHO-®OTOMETPUYECKUX METOAUK KOJIMYECTBEHHOTI'O
OIIPEAEJEHUA TOKCUJIAMHUHA B MOYE

[30]

XapaKTepucTuka (CH,),CHOH CH,CN CH,0H KpUTepuit
pH=5 pH=11 pH=5 | pH=11 | pH=5 | pH=11 IIPUEeMJIEMOCTH
Apiank 0,024 0,035 0,022 | 0,034 0,028 0,032 -
. |RSD,,(blank) 3,58 6,56 5,08 6,43 6,22 5,54 <6,71%
I L 18,70 27,73 14,04 27,25 20,56 25,19 <8,00%
o
A 9,96 14,77 8,05 14,52 10,45 13,42 <6,40%
S [=
E | Aprocedure 0,005 0,006 0,006 | 0,008 0,006 0,007 -
[}
I [ 4,23 4,75 3,90 6,07 4,44 5,81 0,325,
R 79,34 84,00 93,72 94,60 87,25 86,19 -
w [Br 8,91 8,81 5,98 7,77 9,02 8,53 <20,00%
g |b 0,03 0,02 0,03 0,03 -0,01 0,00
e b < 1.812:sF
g | 0,02 0,02 0,02 0,02 0,02 0,02
/M
g |a*t 76,30 82,63 91,39 91,99 88,09 85,77
a a"< 1.812s°
E s? 1,79 2,34 1,59 1,87 2,26 2,09 .
[}
§ ||100-R | 20,66 16,00 6,28 5,40 12,75 13,81 <6,40%
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Tab6aua 3

PE3YJIBTATBI ONPENEJEHUA JUHENHOCTU, TPABUJHLHOCTH U TPENTU3NOHHOCTH
IKCTPARITMOHHO-®OTOMETPHYECKUX METOAHUK KOTHNYECTBEHHOI'O
OITPEJEJEHHNA TOKCHJIAMHNHA B MOYE (PH = 5)

MKT MC KpUTepuit
ITapamerp
(CH,),CHOH| CH,CN CH,0H |(CH,),CHOH| CH,CN | CH,OH | TPHeMJIeMOCTH
max a* 3,079 3,459 6,302 -3,739 -2,639 | -2,131 |MEKT: -
a 2,567 2,568 4,738 - - - MC: <8,53%
2 | maxRSD" 3,128 3,512 4,750 3,130 3,509 4,752 | MKT: < 7,02%
Q
S |RSD, 1,161 2,768 3,394 - - - MC: <9,93%
§ minRY 0,9986 0,9982 0,9964 0,9986 0,9982 | 0,9964 |MKT:>0,9915
B[R 0,9998 0,9989 0,9982 - - - MC: 20,9830
max & 0,91 0,93 0,74 1,58 1,33 3,18 |<6,40%
g RR= (Zi=) 99,88 100,44 99,62 100,98 100,77 | 97,73 |-
o
E ginta 0,12 0,44 0,38 0,98 0,77 2,27 |<6,40%
E RR=me 101,88 102,21 104,42 - - - -
B [ s 1,88 2,21 4,42 - - - |<6,40%
max Ak 8,71 13,25 8,43 - - - <14,14%
A
S |max At - - - 14,30 11,60 | 12,53 |<20,00%
o
o -
S A" 6,31 8,31 7,17 - - - <14,14%
® B
B | Al - - - 9,33 7,76 8,45 |<20,00%
Q
g | Asimele 11,21 7,63 12,46 - - - <20,00%

BBIBO/IbI U IIEPCITIEKTHUBBI
TAJBHEWUIINX UCCJIETOBAHUI

PaspaboTaHa cepus 9KCTPAKIITOHHO-(DOTOMETPU-
YECKUX METONUK KOJIUUECTBEHHOIO OIIPEIEIeHIUS JOK-
CHJIaMHHa B MOYe C HCIIOJIb30BaHNEM aM(pu(pUIBLHBIX
pacTBopuTesiell (M30IIPOIIaH0JIa, AlleTOHUTPHJIA, Me-
TAHOJIA) 71 BBIJIEIEHUS aHAJIUTA U3 MATPUIIBI B YCJIO-
BUSX HACBIIIEHUA BOSHOM (Das3bl aMMOHUSI CyJIb(haToM.

OHTI/IMaJILHBIM ABJIAETCA MCIIOJIb30OBaHHE alie-
TOHUTPUJIA B cjabokucoi cpege (pH = 5) — BKaan
KOMIIOHEHTOB MaTPUILHI B IOTJIOIIIeHIE aHAJIU3UPYe-
moro obpasia ue upessimaer 10 %, apheKTUBHOCTD
usBJsieuenusi cocrasiusier 90 %.

IIpoBemena Banupgamus paspabOTaHHBIX METO-
OUK U [IOKa3aHa BO3SMOYKHOCTH UCIIOJIb30BAHUS IJIs
onpenenenus Kak MKI, tak u MC — BbImosiHeHUTe
aanusa MC xapaKTepusyeTcs XYAIIel ITPaBUJIb-
HOCTBIO, UTO KOMIIEHCHUPYETCH BBICOKOM MpPeIusu-
OHHOCTBI0O M 3HAUUTEJbHONU SKOHOMUEH BpeMeHU’
IPOBEEHUS SKCIIEPUMEHTA

CIINCOK HUCIIOJIbSOBAHHBIX
HUCTOYHHUKOB UHOOPMAITNN
1. BosmoroB B. B. CmekTpodoToMeTpuuHe Ta eKcC-
TPaKIifHO-QOTOMETPUYUHE BU3HAUEHHA IOHOD-
miny / B. B. Bosotos, I. M. IBanuyk // BicHuk
dapmarii. — 2005. — Ne4 (44). — C. 16 — 19.
2. T'epacumos, [. A. XUMUKO-TOKCHKOJIOTHUUECKOE
HccIefOBAHVEe HUMEeCYJIUAa 1 OJIN3KUX II0 CTPYK-

Type COeAWHeHU: AUC. ... KaHja. dapMm. HAYK /
1. A. I'epacumos. — Kypck, 2014. — 326 c.

. Kaumenko, JI. J0. Pazpa6oTka moagxomoB K onpes-

€JICHUI0 JIMHEHHOCTH, IPABUJIBHOCTUA W IIPEIU-
3UOHHOCTH Y®P-crueKTpooTOMETPUUECKUX Me-
TOAUK KOJUYECTBEHHOTO OIIPefieIeHUsI METOAOM
cTaHgapTa B CyJe0HO-TOKCHKOJIOTMUYEeCKOM aHa-
ause / JI. 0. Kaumenko // @apmanusa Kasaxcra-
Ha. — 2014. — Ne4, — C. 31 - 35.

. Kaumenko, JI. IO. IToaxombl K oIpemeIeHUIO

cnenu(PUYHOCTH / CeJeKTUBHOCTU IIPU Bajauja-
nuyu  YP-crneKTpohOTOMETPUUECKUX METOLUK
KOJINYECTBEHHOI'0 OIPEEeJIeHUsI B CyJeO0HO-TOK-
cukosorudeckom aunaause / JI. JO0. Kaiumenko,
I II. IlettonuHn, T. A. Koctuna // @apmanus Ka-
s3axcrana. — 2013. — Ne8. — C. 53 — 56.

. Kpurepuu mnpuemjaemMocTu JUHEHHOW 3aBUCH-

MOCTY ITPU IPOBEIeHU U BaIUAAIINY ¥ P-CIIeKTPO-
dboToMeTpHUUECKUX METOAUK KOJUYECTBEHHOI'O
OompelesieHUsA B CyAe0HO-TOKCHKOJIOIMYECKOM
anamuse / JI. JO0. Kaumenko, I. II. IleTonus,
C. H. Tpyr, B. II. Mopos // AKTyaJIbHi IUTaHHA
dapMaIeBTUYHOI i MeJUUHOI HAYKU Ta MPaKTH-
Ku. — 2014. — Ne2 (15). — C. 15 — 22.

. Mawmina, O. O. Po3po6Ka Ta yIOoCKOHAJEeHHA Me-

TOJiB aHAJIi3y OPraHiyYHMX JIiKApPCHKUX PEUYOBUH
3araJIbHOTO [IOCJIiI)KEHHS NIPU IIPOBENEHHI Ccy-
OOBO-MEIWUYHUX €KCIepTus: Auc. ... A-pa ¢apm.
HayK / O. O. Mamina. — X., 2008. — 294 c.

Axicmy, cmandapmusayis i cepmudivayia é papmayii



YMPABJIIHHSA, EKOHOMIKA TA 3ABE3NEYEHHA AKOCTI B ®APMALLI, Ne 1 (39) 2015

10

11.

. CmorpoB M. II. Tomosormueckas TpaHchOp-

Manus (asoBBIX AUArpaMM TPOMHBIX CHUCTEM
COJIb—OMHAaPHBIN PACTBOPUTEb C BCAJIUBAHUEM—
BeicasuBanuem / M. II. CmorpoB. — Caparos,
2012. - 281 c.

. Bioanalytical method development — determina-

tion of drugs in biological fluids / Pranay Wal,
Brijesh Kumar Dr. Anil Bhandari, A. K. Rai,
Ankita Wal // Journal of Pharmaceutical
Science and Technology. — 2010. — V. 2 (10).
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YK 615.214.24:543.422.3/7:543.054

JI. FO. Kaumenko, C. M. TpyT, I. M. IBanuyk

PO3POBKA TA BAJIIJAIIIA METOOUK EKCTPAKIIITHO-

OOTOMETPUYHOI'O BUSHAYEHHSA TOKCUJAMIHY B CEYI
Po3pobyieHo cepiio eKCTpaKIliiHO-(POTOMETPUYHNX METOAWK KiJbKiCHOrO BU3HAUYEHHSA MAO-
KCUJIaMiHY B ceui 3 BUKOpUCTaHHAM aM(i(iIbHUX PO3UMHHUKIB IJId BUAIJEHHA aHAJIITY
3 MaTpUlli B yMOBax HacUUYeHHS BOAHOI (hasu aMOHiI0 CyaIb(aToM — ONTHUMAJbHUM € BUKO-
PUCTAHHSA AlleTOHITPUIY B CJIaOKOKHMCJIOMY CepPeIOBHUIIi (BKJIAJ KOMIOHEHTIiB MaTPHUIIi B mO-
TIMHAHHSA aHAJi30BaHOT0 3paska He mepesuIrye 10 %, epeKTUBHICTD i30II0BAHHS CTAHOBUTH
> 90 %). IIpoBeneHo BaIifallio po3pobJIeHNX METOAUK Ta ITOKAa3aHO MOKJIUBICTh BUKOPUC-
TaHHA IJ15 BUBHAUEHHA K MEeTOAy KaJiopyBajabHOTro rpadika, Tak i MeToay craumapry.
Kntouosi croea: Baniganis, 6ioaHa iTUYHI METOOUKU, eKCTPaKIliliHa (oToMeTpisda, JOKCH-
JIaMiH, MeTOo[ KaJIiOpyBaJIbHOrO rpadika, MeTO CTaAaHIAPTY

UDC 615.214.24:543.422.3/7:543.054

L. Yu. Klimenko, S. M. Trut, I. M. Ivanchuk

DEVELOPMENT AND VALIDATION OF EXTRACTION-PHOTOMETRIC

DETERMINATION METHODS OF DOXYLAMINE IN URINE
The set of extraction-photometric methods of doxylamine quantitative determination in
urine using amphiphilic solvents for analyte isolation from the matrix under the conditions
of water phase saturation with ammonium sulphate has been developed — application of
acetonitrile in the weak-acid medium is optimal (the contribution of matrix components
into the absorbance of the sample to be analysed does not exceed 10%, extraction efficiency
is >90 %). Validation of the developed methods has been carried out and possibility of
application for determination both of the method of calibration curve and method of
standard has been shown.
Key words: validation, bioanalytical methods, extraction photometry, doxylamine, method
of calibration curve, method of standard
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