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BAJILIALIA METOAUKHN BUSHAYEHHS ITOJISAPHUX
HITPO3AMIHIB B JIAKAX UIA HIT'TIB PI3HOT'O
HPU3HAYEHHSA

Jumeunenxo B.FO.", Cupomuyk O.A.°, [nywauenxo 0.0."
'HaujonansHuit Mexuunnii yaisepcuter imeni O. O. Boromonbis,
2T «IlenTpanbHa 1aGopaTopis 3 aHATI3y TKAPCHKUX 3aCO0IB i MEAMYHOT IPOTYKIII»
M. KuiB, Ykpaina
1s06784985(@gmail.com, syrotchuk@gmail.com, g o a@ukr.net

Hitpo3aminu Hanexxatb 10 3a0pyaHioBauiB 1-i kateropii 3 BHCOKUM piBHEM KaHIEPOTC€HHOTO
pPU3UKY, KOHTPOJBOBAHMX VY XapuyoBHX TPOIYKTaX, KOCMETHYHHX 3aco0ax 1 JKapChKUX
npenaparax. IX IpHCYTHICTb € CepiO3HOIO 3arpo3010, IO BUMArae ONEpPaTHBHOIO pearyBaHHS.
ToMy MeTOr0 poOOTH OYJI0 MPOBECTH BATIJAIII0 aHATITHYHOI METOAWKH KUTbKICHOTO BH3HAYCHHS
NDMA Tta NDEA y 3pa3kax, ska BkIO4Yanma O OIIIHKY TaKHX KIIOYOBUX XapaKTEPHUCTHK, SK
THIHHICTH, TPABUWIBbHICTb, 301’KHICTh, MEX1 BUSBICHHS Ta KUTbKICHOTO BU3HAUCHHSI.

Jlnst ipoT0 OYyJI0 BUKOPUCTAHO METOJ PIIMHHOT XpoMaTtorpadii 3 Mac-eTekTyBaHHsAM. PinnHHMiA
xpomarorpad Shimadzu Nexera LC-30 TppoxkBaapymnoasHUM Mac JeTektopoM Shimadzu LCMS
8040. Y poborti BukopucToByBayin cranmaptHuii 3pazok NDEA, NDMA. Pyxoma ¢aza: Boga ais
xpomarorpadii, eranon 96 06. %, moke, Il «Ykpcnupt». 3pa3ku nakiB A ta B 3 3a3HadeHum
BMICTOM 3rajlaHuX HITPO3aMiHiB, 110 OyJIM BU3HAYCHHI TIpH podeciitHOMY TeCTyBaHHI ISl MEPEXi
KOCMETHYHUX JlabopaTtopii €BpoNeichKoro IUPEKTOpaTy 3 aHali3y SIKOCTI JIKapChKUX 3aco0iB 1
MEIUYHOT MPOAYKITii.

YMoBu XxpomaTorpadyBaHHS:

XBridge C18 150*3/3. Pyxoma ¢aza: 0,1 % po3uuH MypammHOi KHUCJIOTH y BOII IS
xpomatorpadii + eranon 96%(80:20); LIBuakicts motoky: 0,4 mi/xB. O0’eM iHxekwii: 20 MK
Temmneparypa: 45°C. Pexxum ionizanii: APCI; no3sutuBHuii pexxum; Jlinis aeconsBararii: 250 °C;
temneparypa HarpiBada: 400 °C; 'a3 mns posnmnenss: 3 n/xB; OnrtumanesHi nepexoau (MRM):
NDMA(75.1-43.1); NDEA(103.1-29.1).

VY naHux ymMoBax OTpHMMaHO XpOMAaTOTPaMHU CTaHAAPTHUX 3pa3KiB, fKi 300paxeHi Ha puc. 1 1 2.
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JIiHIIHICTP METOJUKHU € BAXKJIMBOIO XapaKTEPUCTHUKOIO AaHAIITHYHOTO METOAY, IO BimoOpakae
MPOMOPLIHHICTh MK KOHIICHTPAIIIEI0 aHATITY Ta aHAJNITUYHUM CHTHAJIOM Y 33JaHOMY Jiarma3oHi.
JUist OIIHKY JTIHIMHOCTI POBEICHO TOCIIKEHHS 3aJIeKHOCT]I CUTHAITY BiJ KoHIeHTpanid NDMA i
NDEA B mexax 1,25-12,5 Hr/mia Ha m'aTH piBHAX KOHIEHTpauiid. PiBHsHHS mpsmoi ans NDMA
Mae Burisig Y = 9917,0xX—738,3, mus NDEA — Y = 13527,2xX-1356,1. 3naduennst koedimieHTiB
kopemsauii ckmamu r = 1,000 ans 000X cHonyK, MO CBIAYUTH MPO BIAMIHHY BiJIMOBIAHICTH
eKCIIepUMEHTAIBHAX JTaHWUX JIHIHHIA MOJENi Ta MOBHICTIO BiJNIOBia€ BCTAHOBJICHUM KPUTEPIIM
npuiHATHOCTI (r > 0,999). BinbHuil uneH piBHAHHA € CTATUCTUYHO HE3HAUYIIUM ISl 000X CIIOMYK.
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Jst NDMA BinsHU# wied ctaHoBuB —738,3 npu 2xSD(a) = 1415,59, a nns NDEA —1356,1 npu
2xSD(a) = 1606,43. OTpuMaHi pe3yibTaTH CBi14aTh, M0 BUIbHUN wieH a1 NDMA € cTatucTuyHO
He3HauymuM. Mexxa KinbkicHOro Bu3HadeHHs a1t NDMActanoButs 0,714 Hr/mn, a mexa
pusiBiieHHs 0,236 Hr/mn. A mus NDEA Mexa KiJIbKICHOrO BuU3HaueHHs cTaHOBUTH 0,483 Hr/mii, a
Mexa BusaBiaeHHs 0,159 Hr/mi.

[IpaBUnBHICTD XapaKTepU3y€ CTYMiHb BIAMOBIAHOCTI OTPHUMAHUX pPE3YJIbTATiB 1CTUHHUM
3HAQYECHHSIM Ta € KPUTUYHUM TIOKQ3HMKOM Ballijamii aHaIITHYHOrOo Meromy. Jlins oIiiHku
MPABIWJIBHOCTI BHKOPUCTOBYBAIU METOJ CTaHIAPTHHUX T00aBOK, MPHU SIKOMY J0 pealbHHUX 3pa3KiB
nonasanu Bimomi kinbkocti NDMA Ta NDEA, a motiM Bu3Havanu iX BHIIydeHHs (recovery, %).
Kpurepiem npuitHaTHOCTI BCcTaHOBJIEHO abcomioTHe BiaxuieHHs (0) Bix 100% ne Oinbmie 20%.
Yucitosi MOKa3HUKHY oxadi B Tadmuni 1.

Ta6auns 1.
YucaoBi NOKa3HUKH NPABWILHOCTI
3pa3ku Recovery (%) A0coJl0THE BucHoBoOKk
BigxueHns (6)
A(NDMA) 84,7% 15,3% Biamnosinae
A(NDEA) 107,6% 7,6% Binmosimae
B(NDMA) 94,7% 5,3% Bianosinae
B(NDEA) 110,8% 10,8% Bingmosimae

Ilpu npomy, y pa3i moTpedH, 3MEHIIUTH BIAXWIEHHS pPE3yJbTaTiB MOXJIMBE 3aCTOCYBAaHHS
METOJIy CTaHIAPTHHUX JO0ABOK IS KUTBKICHOTO BH3HAYCHHS 3TaJIaHUX HITPO3aMiHIB, IO € OiIbII
TOYHUM TMIAXOAOM, alieé BOJHOYAC MOTpedye 4Yacy Ijs MPUTOTYyBaHHS OUIBINOI KITBKOCTI TPOO
MOPIBHSHO 3 METOAOM 30BHIITHHOTO CTAHIAPTY.

301KHICTh € BAXKJIMBOIO XapaKTEPUCTUKOI aHAJITHYHOIO METOMy, L0 BigoOpa)ka€ CTYMiHb
ONMU3BKOCTI Ppe3yNIbTaTiB OKPEMHX BH3HAYCHb, BHKOHAHHMX 33 KOPOTKMH NPOMIKOK dYacy B
OJTHAKOBUX yMOBax. JIJisl OLIHKHU 301)KHOCTI BUKOPUCTAHO PE3yJIbTATH JOCIHIKEHHS MPaBUIBHOCTI
NDMA i NDEA, po3paxoBaHi 3a MOKa3HHKOM BiTHOCHOTO cTaHmapTHoro BiaxwienHs (RSD, %).
Kpurepiem mnpuitsatHocTi BcTtaHoBieHO RSD He Oiumbme 10%, mo 3abesmedye JOCTAaTHIO
JIOCTOBIPHICTB 1 BiATBOPIOBAaHICTh AaHATITHYHHX pe3yJbTaTiB. Pe3ynpraTn HaBeneHo B Ta0. 2.

Taoauus 2.
Pe3yabTatu 30i:kHOCTI 0151 3pa3ka A ta B
ITapamerp Kpwurepiii Pesyabrar BucHoBok
NPUHHATHOCTI
RSD, % NDMA (3pa3ok A) <10% 5,9% Binnosinae
RSD, % NDEA (3pa3zok A) <10% 6,5% Bigmnosinae
RSD, % NDMA (3pa3ok B) <10% 3,5% Binmoginae
RSD, % NDEA (3pa3ok B) <10% 5,2% Bigmnosinae

BucHoBku

Po3pobnena anamitmuna wmetonuka i BusHaueHHs NDMA Tta NDEA  Bigmosinmae
BCTAQHOBIIGHUM KpUTEPIsIM Badijamii 3a MOKa3HWKAMM JIHIKHOCTI, MPaBUIBHOCTI Ta 301KHOCTI.
Metoauka 3abe3rnedyye TOYHE Ta BiATBOPIOBAHE BU3HAYCHHS JIOCII/KYBAHHUX PEYOBHH y HHU3BKUX
KOHLIEHTPALisAX 1 MOXKe OYTH PEKOMEHIOBAHOIO ISl MPAKTUYHOTO 3aCTOCYBAaHHS y BiIMOBITHUX
71a00paTOPHUX JTOCTIIHKCHHSIX.
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