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BCTVII

XiMIYHI CIOJIYKH, BHSBJICHI B HaBKOJHUIIHBOMY CEpPEIOBHUIN, JJISI SKUX
XapaKTepHUM € TPUBAJIMK Tepioj] HAMIBPO3Maay B IpyHTax (3a3BHYail POKH), JOHHI
BIJIKJTQJICHHSAX BOJIOKMM, TOBITpI (KiJbKa JIHIB) a00 010Ti, BU3HAYAIOTHCS SIK CTIHKI1
opraniusi 3a0pyaHioBaul (CO3). B octaHHI poku KUIBKICTE J0CikeHb BBy CO3
Ha €KOCHUCTEMH 3POCTAE, 1 I TeMa CTajia BAXKIJIMBOIO 1 3aXOIUIMBOIO TalTy3310 HAYKOBUX
TOCHiKeHb [ 1, 2].

Kinbka knaciB CO3 0ysio BHeceHO 110 cnucKy CTOKrobMCbKOT KOHBEHIIIT PO
CTIWKI OpraHiuHi 3a0pyaHIOBadi, 10 SKUX BIJHOCATHCS: XJOpPOBaHI (Ta OpOMOBaHi)
apoMaTu4Hi criofiyku (cepen HuX mnomaixiopoBani Oidherinu (I1XB)), momixiaopoBani
nuben3zodypanu, moiaiopoMoBaHi audeEeHUIOBI  edipH, pSa  XJIOPOPTraHIYHUX
necTuiuAiB (Hanpukian, auxiopauderinrrpuxinopmermimeran (JJT) Ta iioro
MeTaboiTu ( XJopaaH, TOKcadeH), morapoMaTHdH] BYTIEBOAHI Ta BaXKKl MeTanw [3].

[Tomuukmiuai  apomatuuHi  ByraeBoani (IIAB) — e Benukum kiacom
PI3HOMAaHITHMX OpPraHIYHUX CIOJNYK, JUIsl SIKUX XapaKTepHa HasBHICTh Yy XIMIUHIN
CTPYKTYpi1 IBOX 1 OLIbIlIe KOHJICHCOBAaHUX OCH3E€HOBMX KIJICIh, 110 YTBOPIOIOTH Pi3HI
KoH(irypamii. BoHH € mUpOKO NOMMpPEHUMHU 3a0pyJHIOBAaYaMH HABKOJMIIHBOTO
CEpEeNIOBHUIIA, IKI B OCHOBHOMY, € MPOJIYKTaMHU HEMOBHOTO 3TOPSIHHS Ha(TH, BYT1JUIA,
nepesuHu Ta 6iomacu. Yacto [TAB nmoTpamnsioTs 3 po3nuTor0 HApTOW Y BOAY UM
TPYHT 1 KyMYJIOIOTBCSA B JKMBUX OpraHi3Max €KOCHUCTEM Ta OpraHi3mi JIOJuUHU. Y
paiioHax, sIKi BiJTaJieHi BiJ MicbKoi a00 IIPOMHMCIIOBOI isUTbHOCTI, KoHIIeHTpallii [TAB
y cepelloBHUIlll Bi1oOpaxaroTh (POHOBE 3a0pyJHEHHS. Y CYCIACTBI 3 MPOMHCIOBUMU
30HaMH a00 B3JIOBXX aBTOMAaricTpajieil 3a0pyAHEHICTh POCIMHHOCTI MOXXe OyTH B
JECATKU pasiB BHUIOIO, HIK B CUILCHKIN MiciieBocTi. OOpoOka XxapuoBHX MPOTYKTIB
(HampuKIIaJ, CYIIiHHS Ta KOMYEHHS ) 1 MPUTOTYBAaHHS 1K1 PU BUCOKUX TeMIIepaTypax
(Tpumiib, 3ammiKaHHSA, CMAXXEHHS) € TaKOX JpKepenamu, 1o reHepytotsh [TAB. Inmum
CIIOCO0OM TIOTPAIUISIHHS X B OPTaHi3M JIFOJMHH € TIOTIOHOBUH nuM. [loTparuisroun B
JIETeHI BOHM MiABUIIYIOTh PU3WK BUHUKHEHHS paky JjereHb [4]. IliaTBepmkeHo ix
TOKCUYHUN Ta MyTareHHWM BIUIMB HAa KMBI OPraHi3MH 3a pe3ysbTaTaMH 0araTbox
JOCITIIKEHb, TaKOXK OYJI0 BHSIBICHO HETAaTHMBHUN BIUTMB BMicTy okpemux [IAB y
I'PYHTI Ha pIiCT pociuH [5, 6, 7].

Haii6inem BuBueHi [TAB 1me HesamimieHi 0araTOKIJIBIIEBI CTPYKTYpPH, SIKI HE
3patHi pearysatu 3 moiekynamu JJHK. Ix kaHieporenHa jis HposBIS€TbCS MHiCls
NMEBHUX XIMIYHUX MOIU(DIKaIii, 1Mo BiAOYBAa€TbCS IMiJ Yac MPOXODKEHHS IUIAXIB
JETOKCUKAIi. Y HAyKOBIH JiTepaTypi JETANbHO OMHCAHO TPH NUISIXH XIMIYHUX
Moaudikalii, M0 NpU3BOIATH 10 yTBOpeHHS 3 IIAB TOKCMYHMX cHonyk: ni0i-
€NOKCUHUMN LUISIX, KaTIOH-paJuKAIbHUNA IIIAX 1 0-XiHOHOBUM 1uisix. Okpemi ITAB
YTBOPIOIOTHCS ITiJT Yac CIATIOBAHHS y (hOpMax HACUUYCHUX KUCHEM, 3a3BUYAi Y BUTIISI



X1HOHIB. X1HOHH TaK0XX yTBOPIOIOThCA, Koyu [TAB migaaroTecs BIUIMBY COHSYHOIO
CBITJIa, HANpHUKIad, B MicIsIX po3nuBy Hadtu. LI MerabosiyHl MPOAYKTH
nowkokyoTh JJHK 3a nonomororo pi3HMX MeXaHi13MIB: €MOKCHUIU JI10J11B YTBOPIOIOTh
00’emHi1 agnykty 3 JIHK, katioHn paaukaiiB yTBOPIOIOTH JCMYPUHYIOUl aJayKTH, a
XIHOHM 3[1aTHI MPU3BOJUTU 10 OKHUCIIOBAIbHO-TeHepoBaHOro mnomkopkeHHs JJHK
aKTUBHUMU (HOpMaMH KUCHIO [8].

Kanneporennicts [IAB noB’s3aHa 31 CKJIaIHICTIO MOJIEKYJH (TOOTO 301UIbIIICHHS
KUIBKOCTI OCH30IbHUX KijIeIh). X0o4a 0arato XiMidHUX PedYOBHH BigHOCAThCS 10 [TAB,
ATeHTCTBO 3 0XOpoHHM HaBkoMHIIHBOTO ceperoBuia CIIIA (EPA) BuzHauwio nuiie
28 3 HuX Hebe3neyHumu i 310poB’s. Cepen akux 16 BBaaroThCs MPIOPUTETHUMHU
3a0pyHIOBaYaMu 3 TOYKHM 30py iX TOKCHMYHOCTI. Lleli cmmcok cTaB OCHOBOIO IS
PO3pOOKHM aHAIITUYHUX METO/IIB 13 BU3HaueHHs [TAB.

MertoanyHi BKa3iBKM MarOTh Ha MeTi YHI(IKYBaTH IiAXOAH J0 MPOOOITiATOTOBKU
Ta AHAIITHYHOTO BU3HAYEHHS KCEHOOIOTHKIB XpoMarorpadiuyHUMH METOJaMH,
3a0e3meuyrourd BHCOKY BIiATBOPIOBAHICTH 1 JOCTOBIPHICTh PE3YyJbTATIB KOHTPOJIO.
OpienToBaHi Ha MPOMUIBHUX CHEIaTICTIB (XIMiIKIB-aHATITUKIB), @ TAKOX aCIipaHTIB
Ta CTYJCHTIB B rajay3i aHaJITUYHUX METOJIB JOCHIIKEHb 32 TaKUMU HAMPSIMKAMU:
X1Misl, €KOJIOT1s, 010J10T1sI, MEAUIIMHA, BETEpUHAPisl, Oe3MeKa CHPOBUHH Ta KOPMIB ISt
TBapHH.



1. OnTumizoBaHuii MeTO] BU3HAYEHHSA 16-TH MOJIMUKIIYHMX APOMATHIHUX
ByriaeBoaHiB (IIAB) y rpyHTax Ta BOAi 3a BMKOPHMCTAHHS NPOOOMIATOTOBKH
QuEChERS
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a  IIpoooniozomoeka 3paskie rpynmy memooom QUECHhERS. Binoupanus mpo0

gpoBoauau BianmoBimHo g0 ISO 10381-5, BucymyBanu 3rigao 3 ISO 11464.
HlpoGomiaroToBky 3iailicHIOBanyd ©Oe3 eTamiB, sKI BUMaraloTh BHUIIApPIOBaHHS
po3unHHMKIB. lle [03BONsiE YHUKHYTH BHMApIOBaHHS HAWOUIBII JETKUX 1
Hu3bKoMoONeKyisipanx [IAB (nHadTanen, amenadTwieH, arneHadTeH), 3MEHIIUTH
BUTpATH 4Yacy Ta PO3YMHHUKIB HA EKCTpAaryBaHHS B TOPIBHSHHI 3 CTaHIApPTHUMH
meronamu  DIN EN 17503:2022 1 ACTY ISO 13877:2005 (mitouuit B YkpaiHi),
CTBOPIOE MEepEeBary JJisi BAKOPUCTAHHS CaMe IbOTO METO.TY.

Y 10 rpam nmoapibHEHOTO 3pa3ka IPyHTy, nomepeaHho BucymeHoro npu 30 °C,
nomimany y neHTpudyxuy mpobipky mictkictio 50 mi. JomaBaym 10 M Bogu y
peHTpudYXKHY TpoOIpKy Ta MepeMilryBai Ha BOpTeKci nmpoTsaroM 1 xB. [Ticist miboro
§ npoOipKy momaBanu 10 M alleTOHITPUITY, TIEPEMIIITYBaIld Ha BOPTEKCI MPOTATOM 1
®BUIMHU 1 nomaBam 4 T 0e3BOMHOTO Cyiab(hary MarHiro Ta 1 T XJopumay HaTpiro.
BmicTume NpoOIpKKM IHTEHCHUBHO CTpyLIyBadu mpoTsarom 1 xB. OTpumaHy cywiml
menTpudyrysanu npotrsirom 10 xB npu 8000 06/xB. Ilicas uporo nepeHocuian 5 mi
EKCTPAKTY y HEeHTpUudykHy mpodipky micTkicTio 12 M i3 1.2 T copbenty QUEChERS
Mix VI Clean-up-Mix Ta iHTEHCUBHO CTpYyIIyBaju npotsaroM 1 xB. OTpuMaHy CyMmiI
fientpudyryBanu nporsirom 2 xB npu 8000 o06/xB. OTpumaHuil cynepHaTaHT
HPOITyCKalli uepe3 mmnpuieBuil Guistp 3 miamerpom mop 0.45 mMxwm, micns goro 1 mu
BIICTOHITPUILHOTO EKCTPAKTy TNEPEHOCWIM Y Biald Ta aHANI3yBaJd METOIAMH
BUcokoepekTuBHOI piguHHOi Xpomarorpadii (HPLC-FLD ta HPLC-DAD).

B
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K
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Iliocomosexka npod 600u 0aa euznauenusa 15 noniapomamuunux 6y2neeooHie
(I1AB). 3pa3ku BoaM Ui aHalizy 30epiraroTbes 72 TOXWMHM Micis iX 300py mpu
temrneparypi + 4 °C, B Miclli 3aXUIIIEHOMY BiJ] CBITJIA.

o 1 1 Boau nonarote S0 Mr HaTpiil Tiocynbdaty (IexJI0pyBaHHS BOIH), 10JAI0Th
25 mn rekcany (Moke OyTHM BUKOPUCTAHMM IHIIWNA PO3YMHHUK TPHUAATHUN IS
po3unnHeHHs [TAB) i nepeminrytors y MarHiTHi# mimmanii npu 1000 06./xB mpoTsrom
60 xB.

3a 10MOMOror0 UTHIBHOT JTIHKH BIIIUISIIOTH a3y pO3UYMHHHUKA.

[lepeHocsTh 25 M1 rekcaHy B KOHiuHY KkouiOy. [IpomosmickyroTh koiOy 5 wmu
reKcaHy 1 I00aBJIAIOTh HOTO y 3arajibHUI €KCTPAKT.

BucymytoTs ekcTpakT 13 cynbharom HaTpito 30 XBUIWH Y KOHIYHINA KOJI01 KUJIbKa
pa3iB MepeMilIyro4H ii BMiCTUME.

[TomimaroTh BHUCYIIEHUN EKCTPAKT y BHIAPIOBAIbHY Koj0y. IIpoMuBaroTh
KOHIYHY KOJIOYy NIBiUl 5 MJI reKcaHy, IKUi JOAA0Th Y BUMIAPIOBAJIbHY KOJIOY.

Bumnaproiots exctpakt mo emHocti 2 mu mpu Temmeparypi 30°C moBLIBHO
3HIKYIOUM THUCK. [IOBHICTIO €KCTpakT HE MOTPiOHO BUMAPOBAaTH (OCKUIBKU 1CHYE
PHU3HK BTpaTu NpH oMy 2-3 kibueBux [1AB).

[Ticns mporo mpoOy ouuiiaroTh 3a aornomororo TOE kaprpumxka Silica (0,5 r).
[IpomMuBaroTh COPOSHT CYMIIIIITIO POZYMHHUKIB TUXJIOpMeTaH:TekcaH 1:1 y KUTbKOCTI
5 00’eMiB cOpOEHTY 1 TakuM caMUM OO0 ’€MOM TeKcaHy. [3 BuUmaproBajibHOI KOJIOU
MEPEHOCITh 2 MJI €KCTPAaKTy 1 KOHIEHTPYIOTh Woro A0 500 MK BUIAPIOBAHHIM Y
cTpyMeHi a3oty. [lepeHoCATh KOHIIEHTPOBAHMM EKCTPAKT Ha COpOeHT. EmtorooTs 3 mut
CYMIIIIIIO PO3YMHHUKIB JUXJIOPMETaH : rekcad 1:1 (abo 1HITUMU PO3YMHHUKAMU).

Jlo Bmictumoro aoaaroTs 250 Mk N,N-aumetuindopmamiay, roMOreHi3y0Th Ha
MIIIANII 1 KOHIEHTPYIOTh (BUNaproioTh) 10 00’ eMy 200-250 MKIT y CTpyMeHi a3oTy.

[lepepo3unHSIOTh €KCTPAKT 10 BigoMoro o0’emy (1 M) aneToHITPUIOM YH
IHITUM  PO3YMHHUKOM, SIKHA BUKOPUCTOBYETHCA I PO3BEACHHS aHATITUYHOTO
CTaHapTYy.

Ymoeu xpomamocpagyeanna ona eusnauenns IIAB. Pyxoma daza mae Oytu
JerazoBaHa 1 BiAGIbTpoBaHa Mepe]] aHAI130M, BOHA CKIAJA€THCA 3 JIE10HI30BaHOI BOJIU
(A) Ta aneronitpuity (B). IIIBuaKicTh MOTOKY €1t0€HTY cTaHoBMIIA 1.2 Mii/XB. ['pamieHT
st pyxomux das: 0.0 xB — 30 % B; 17.5 x8 — 100 % B; 25.0 x8 — 100 % B; 25.1 xB —
30 % B; 30.0 x8 — 30 % B.

Jst HPLC-FLD xBumi 36ymkennst (Ex) 1 nerexuii (Em) Oynu takumu: 0.0 xB: Ex
— 275 um, Em — 350 um (nns Hadraneny, anenadreny, diyopeny, penantpeny); 11,0
xB: Ex —260 um, Em — 420 um (1151 anTpaueny); 11.6 x: Ex — 270 um, Em — 440 um
(mns  gmyopanteny, mipeny); 13.8 xB: Ex — 260 M, Em — 420 um (mus
Oens(a)antpaiieHy, xpuzeny); 15.6 xB: Ex — 290 am, Em — 430 um (mis



6enso(b)diryopanTeny, 6enso(k)dmyopanTeny, Oenzo(a)mipeny,
nuoen3o(a,h)antpaneny, 6enzo(ghi)nepuneny); 19.0 xB: Ex — 250 am, Em — 500 um
(mns inaeno(1,2,3-cd)mipeny).

Jns BuszHauenHs I[IAB 3a nmomomororo HPLC-DAD (miomHo-maTpu4HHit
JIETEKTOP) BUKOPUCTOBYBAJIH JIETEKTYBAHHS 3 JOBKUHOIO XBIJII MOTIMHAHHS — 254 HM.

MacoBi uwactku okpemux I[IAB po3paxoByBamu 3a METOJOM aOCOIIOTHOTO
rpajyloBaHHs (30BHIIIHBOTO CTaHAAPTy) 3 BUKOPHUCTAHHSIM MPOTPAMHOIO TAKETy
Chromeleon 1 Bupakanu y MKT/KT. J[omaTkoBo /715t Bizyasizariii 1aHux Ta ineHTudikarii
OKpeMHUX XpomarorpadiuHuX MMKiB BUKOPHCTOBYBAIA TAKET MOBH MPOTPaMyBaHHS

VY pesynwrari ontuMizaiii xpomarorpadiyHux yMoB ajis posnuieHHs [TAB 3a
nornomoror xpomarorpadiunoi kosoHku Kinetex 3.5 mu LC Column PAH 250 *4.6
mm OyJIu OTpUMaHiI XpOMATOTPaMU 3 MOKJIUBICTIO JIETEKTYBaHHs 15-TH KOMIIOHEHTIB
(okpim anetuHadTUIIEHY) 3 BHUKOPHCTaHHSIM (IIyOPECIIEHTHOTO JIeTeKTopa Ta
JIOJIaTKOBO 3 BUKOpUCTaHHsAM aetekropa HPLC-DAD.

Meton HPLC-DAD 3actocoByBanu sik 1ogaTkoBuil Meton s nerekuii [1AB,
X04a Moro 4yminMBicTh MeHIIA. [{luM MeTOq0M 3pyuHille BUMIPIOBATH 3pa3Ku 3 OLIbII
BUCOKMMH KoHIeHTpauisimu [IAB (Bummmu 3a 100 MKI/Kr) 1 B JaHOMY BHHAAKY
IIPOBOJIUTH BUMIpIOBaHHA B Mexax KoHmeHTpaiiid 100-3000 mxr/kr. Takox BiH
JI03BOJIIE BUMIPIOBATH KOHIICHTpAIlll0 aneTraHapTuiIeHy 1 BHUSBISATH Bcl 16
nociikyBanux [IAB. UyTnuBicTs QIr00pHCIIEHTHOTO I€TEKTOpa J0 arieTaHadTaneHy
€ Iy>)kKe HU3BKOIO ayie Woro MoxHa Bu3Hadatu 3a monomorotro HPLC-DAD. ITin6ip
JOBKHUH XBWIb NMOMIMHAHHS 3 BUKopucTaHHsAIM HPLC-DAD no3Boiisie po3muputu
MOKJIUBICTh IThOTO METOAY I BU3HA4YeHHS okpeMux [IAB, OCKiIBKH 103BOIISIE
nia10paTy TOBKUHU XBUJIL SIK1 O J1alii MOXKJIUBICTb 30UIBIIIUTH YYTJIIMBICTh METOAY IS
BUMIpPIOBaHHS KOHKPETHHMX CITOJIYK. TOMy JUIsl IIbOTO METOXy XpomartorpadidHoro
PO3AUICHHS] BUKOPHUCTOBYBAJIM JIBa CIIOCOOU JCTCKTYBaHHS.

Meronuka oOlliHEHA 3a OCHOBHHUMHM BalliIallIMHUMU XapaKTEPUCTUKAMH, IO
MiATBEPKYIOTh TMPUAATHICTh METOMY JUISi BUKOPHCTAHHS B XIMIKO-aHaJTITUIHUX
naboparopisix I BU3HAYEHHS MOJIIapOMAaTUYHUX BYTJICBOJIHIB Y TPYHTaX Ta BOJII.

2. Y10CKOHAJIEeHUIT MeTO/l BU3HAYEHHS MOJIIXJIOPOBaHUX Oi(peHisiB
(10 200 KoHTeHepiB) y IPYHTAX I poCcIUHAX

Peaxmuesu. Y po0OOTI BUKOPUCTOBYBAJIU aHATITUYHUN CTaHIAPTHUN 3pa3ok 14
nosixjaopoBanux OidenuniB (IIXb) 3 koHuenrtpamiero 10 MKr/mi, BUPOOHHUIITBA
(Sigma-Aldrich, Himeuunna). [3ooktan HPLC sxocti (Merck, Himeuunna),
nmietwnoBuit  edip (purity GC 98%), Merck (Himewumnna). Kaprpumxi mis



tBepaodaznoi ekcrpakiii: Copure® Silica SPE Cartridge, Biocomma (Kwurait),
Copure® Florisil SPE Cartridge, Biocomma (Kwutait). AHaniTu4H1 cTaHIapTH:

1) PCB Test solution 14 for ECD 10 mg/mL in heptane, analytical standard // PCB
tectoBa cymim 14 nns ECD 10 Mxr/mn y rentaHi, aHadiTUYHUM cTaHaapt, 10 mi
(mictuts PCB-18, PCB-28, PCB-31, PCB-44, PCB-52, PCB-101, PCB-118, PCB-138,
PCB-149, PCB-153, PCB-170, PCB-180, PCB-194, PCB-208;

2) Aroclor 1242 solution, 1000 pg/mL in isooctane, analytical standard //
cTaHaapTHUN po3urH Apoxiopy 1242,1000 mkr/m,

3) Aroclor 1254 solution, 1000 pg/mL in isooctane, analytical standard //
cTaHAapTHUN po3urH Apoxiopy 1254, 1000 mxr/m,

4) Aroclor 1260 solution, 1000 pg/mL in isooctane, analytical standard //
CTaHJapTHUN po3unH Apoxiopy 1260, 1000 Mxr/m,

5) AnamituyHuii ctanaaptHuii po3uuH 41612-5 mun PCB Ne209 B i300kTaHi//
analytical standard 41612-5 ml PCB No0209, 10 pg/ml in isooctane, Lot# BCBW4940.

6) AnamiTnuauii craHmapTHU po3uuH 72793-5 ml PCB Ne30 B i300kTaHi//
analytical standard 72793-5 ml PCB No30, 10 ug/ml in isooctane, Lot# BCCB6145.

Obnaonannsa. Amnapar (ekctpaktop) Cokciera (SER 148), Velp Scientifica
(Itamis), razopiguanuil xpomatorpad, Trace GC Ultra, Thermo Fisher Scientific
(CIA), xaninspua xpomarorpadiuna koiaonka SGE HT8-PCB (60 m % 0.25 mm, Part
number 054236), Bakyymuuii manidonn (Restek Corporation) Ta amapar mis
ctpyuryBanHs Vortex MS 3 digital, IKA (Himeuunna).

Exempaxyia [IXB 3 npob 1pynmy ma pocaun. 1lpoOu TpyHTYy Ta pOCIUH
noapiOHIOBaM 10 oxHOpinHOT Macu. 3BaxyBanu 10 £ 0.1 r rpyaty (5 = 0.1 T qs
POCIMH) Ta MEPEHOCWIH Yy IIeNIOJIO3HUI TMAaTpOH ISl eKCTpPakiii. Y maTpoH Haj
npo0oro moMilany map Batu Ta npoogwin ekctpakuito [1Xb B anapari Cokcrera.
ExcrparyBanns BigOyBanocs ripu temmnepatypi 80 °C — 30 xB y pietunioBomy edipi, 60
XB — HaJ edipom, 30 XB TpuBajo BUIAPOBYBaHHS AieTHiioBoro edipy. o cyxoro
3QJIMIIKY OTPUMAHOTO €KCTPAKTY J0JaBaju 2 MJI 1300KTaHy, IHTEHCUBHO CTPYLITyBaJIH
MpoTAroM | XB Ta MEPEHOCHIIA Y IPOOIPKU MICTKICTIO 5 Mil. JlogaBanu npyry mopIiro
1300KTaHy (2 MIT), IHTEHCUBHO CTPYITyBaJIl NPOTATOM | XB Ta 00’ €THYBaIu €KCTPAKT
y npoOipui MICTKICTIO 5 Mil. Ilicns mporo mpoBOJIMIM OYHMIIEHHS EKCTPAKTY 3a
JOTIOMOT 010 TBEpA0(]a3HOI €KCTpaKIlii BUKOPUCTOBYIOUH JBAa KapTPUDKi: BEpXHIN —
Florisil SPE Cartridge, amxniit — Silica SPE Cartridge. Kaptpumki konauiitoBaiu 2-
Ma MJI 1300KTaHy Ta HaHocwiM Ha BepxHiil kaptpuik (Florisil SPE) orpumanmii
excTpakt. EnroroBanHs mpoBoauin 1300kTaHoM (3 pa3u mo 2 mut). OTpuMaHi OUMIeH1
eKCTPaKTH JoBoaWId A0 00’emy 10 M Ta aHami3yBajdud METOJIOM Ta30piAMHHOI
xpomatorpadii 3 gerexkrtopom 3axoruieHHs enekTpoHiB (Electron Capture Detector,
ECD). Ilpu upomy 3acTOCOBYBaJIM YMOBU XpoMarorpadyBaHHs, pEKOMEHJIOBaHI



BUPOOHUKOM KanuisgpHoi xpomarorpadiunoi konoHkn SGE HTS8-PCB, Ha sxiii
BinOyBanocs po3ainenns [1Xb.

s BuzHauenHs: BMicty [IXb BukopucToByBaiu ra3opiAMHHUNA Xpomartorpad,
Trace GC Ultra, Thermo Fisher Scientific (CIIIA) 3 aeTekTOpoM 3aXOIUICHHS
enextpoHiB (ECD). Pozninenns I1Xb 3nificHIOBaIM Ha KBapIOBIN KaISIPHIN KOJIOHITI
SGE HT8-PCB (60 m x 0.25 mm, Part number 054236). XpomaTtorpadiuyHi yMOBH:
Temriepatypa imkekrtopa — 270°C; ra3-HOCIM — a30T; MIBUAKICTh MOTOKY razy Ha
KOJIOHKY — 2.0 MJI /XB; TemmepaTypy TepMOCTaTy KOJOHKU mporpamyBanu Big 70 mo
290°C; Temmeparypa ECD — 300°C. O6'em BBeneHoi nmpobu — 2 MKI. TpHBamicTh
aHamizy — 75 xB. OUiHKY pe3ybTaTiB 3/I1IMCHIOBAIM 3a IOTIOMOI'0I0 CIIEI1a130BaHOTO
nmporpaMHoro 3adesmnedeHHs npwiany Xcalibur. MacoBy uactky koxkHoro IIXb
PO3paxoByBaju 32 METOJOM 30BHIIIHBOTO CTAHJIAPTY 1 BUPAXKAIH Y MI/KT.

O1iHIOBaHHS MPHUIATHOCTI METOJIWKH IMPOBOIWIN BiAMOBIIHO 10 Permamenty
komicii €C Ne 589/2014 Ta Commission Decision 2002/657/EC, mo 3abesneuye
BukoHaHHs J{upexktuBu €C 96/23/€C, sika cTOCy€ThCsI €PEKTUBHOCTI aHATITUIHUX
METO/IIB Ta IHTEPIIPETAIlii pe3yIbTATIB.

OnTtumizaiiss  XxpomarorpadiyHUX yMOB  JO3BOJIMJIa BCTAaHOBUTHU  Yacu
yrpumyBanHs (Rt) gns  Beix  pgocmimkyBanux IIXb. Xpomarorpama 14-tu
KOMIMOHEHTHOTO aHajiTuuHoro cranaapty [1Xb (Rt g PCB 18 — 24.80; qyist PCB 31
—28.64; s PCB 28 —28.94; nnsa PCB 52 —31.18; nnsa PCB 44 —32.93; nnsa PCB 101
—38.20; mst PCB 149 —42.39; mss PCB 118 —43.72; nnsa PCB 153 —45.05; nna PCB
138 —47.08; nisgs PCB 180 — 52.31; mist PCB 170 — 54.32; miist PCB 194 — 59.21; nns
PCB 209 — 61.84) na piBHi 0.05 MKr/mi1.

3 METOI BU3HAYEHHS CEJIEKTUBHOCTI METOAMKU aHaJi3yBaJld 3pa3Ku IPYHTY Ta
pociuH, 1o He MicTATh [IXb (xomocti mpobu) Ta 3MOAENIbOBAHI 3pa3KH, 10 MICTSTh
14 TIXb (ITXb-18, IIXB-31, I1Xb-28, I1Xb-52, [1Xb-44, [1Xb-101, I1Xb-149, ITXb-
118, TIXBb-153, IIXBb-138, IIXb-180, IIXb-170, IIXb-194, TIIXB-209) vy
kounenTparisax: 0,005 mr/kr (mns rpynry), 0,01 mr/kr, 0,02 mr/kr; 0,05 Mr/kr (s
IPYHTY Ta pociuH). [lopiBHIOIOUM OTprMaHi1 XpoMaTorpaMu Hamu OyJI0 BCTAaHOBJICHO,
mo BuzHaueHHIO BMicTy [IXb y TpyHTI Ta y pociMHax HE 3aBaKarOTh 1HIII
KOMIIOHEHTH mpodu (puc. 1, 2). Bapro Takox 3a3HauMTH, IO Ta30pIIUHHA
xpomatorpadis 3 eIeKTpoHHO-3axorounM gerekropoM (GC/ECD) e meton, skuit
Ma€ BUCOKY CEJIEKTUBHICTb 1 JI03BOJISIE BABHAYATH aHAIT Y IPUCYTHOCTI KOMIIOHEHTIB
MaTpHUIIl 32 PaXyHOK pOOOTH IETEKTOPY.
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Xpomarorpama ImTy4HO 30aradeHoro 3pasky I1pyHtry IIXb (14

KOMITOHEHTIB) 3 KoHIeHTpaiieto 0,050 mr/kr.
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2. Xpomarorpama MmTy4HO-30araueHoro 3pasky pociaunu I[IXb (14

KOMITOHEHTIB) 3 KoHIleHTpattiero 0,050 mr/kr.

Jlnst moOyioBU TPajyroBajdbHOI 3aJI€KHOCTI OyJI0 BUKOPHUCTAHO 5 pO3UMHIB

anamiTuaaoro cranfapry 14 I1Xb i3 3aganumu konnentparismu (0,05 mxr/mi, 0,02
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PO3UHHIB

OyJo

OTPUMAaHO

2

3HAa4YCHHA

AHAIITUYHOTO

curHainy (oot



XpoMaTtorpadigHOTO MiKY) 3 BUKOPUCTAHHSAM OAHIET MapTii peakTuBiB, 0OJagHAHHS Ta
BUTpATHUX MatepianiB. Perpeciiinuii aHaii3 oTpuMaHuX JaHUX MPOBOJIUIN METOIOM
HaMEHIIUX KBaJpaTiB 3 BUKOPUCTAHHSM JIIHIHOI MOJENI.

BcranoBeHO, 10 TpaayroBanbHi kpusi s Beix [TXB nmokasanu 3nadenns R? Big
0,9950 mo 0,9983, ski BiAMOBiAAIOTh HEOOX1THOMY PiBHIO > (0.995.

Takum YuHOM, MO’KHA 3pOOMTH BUCHOBOK, 1[0 CTAaHAAPTHI KPUBI Y J1arma3oH1 Bij
0,002 mo 0,050 mxr/ma gs modixinopoBanux Oidenims (I1Xb-18, ITXb-31, I1Xb-28,
[IXB-52, 11Xb-44, I11Xb-101, I1Xb-149, I[1Xb-118, IIXb-153, I1Xb-138, I1Xb-180,
I1Xb-170, [1XBb-194, I1Xb-209) € miHIAHAMHA.

PesynbraTu mocnigxkeHb nokasanu, mo Mmexa BusiBiieHHs (LOD) ITXb B rpyHTi
ta pocaun g [1Xb-18 cranoButs 0,0009 mr/kr; mna [1XbB-31, T11Xb-28, T1Xb-52,
I[1Xb-44, 11Xb-101, I1Xb-149, I1Xb-118, I1Xb-153, I1Xb-138, I[IXb-180, I1Xb-170,
[1XBb-194, I1XB-209 — 0,0003 mr/xr.

Meoica eusisnennss (LOD) ma meoca xinvkicnoeo eusnauenns (LOQ). Mexy
BUSBJIEHHS g KOXHOro 3 14-tu IIXDB Bu3Hauanyn Ha OCHOB1 CITIBBIJHOIIIEHHS
curHai/mym (S/N) xpomatorpadiudoro miky, mo y 3 pasu nepesuirye S/N 0a30Boi
miuii (S/N = 3).

Mexy KUTBbKICHOTO BH3HaueHHS sl KokHoro [IXB Bu3Hawanm Ha OCHOBI
ciiBBigHOmEeHHss curHain/myMm (S/N) xpomarorpadiudoro miky, mo y 10 pazis
nepesutrye S/N 6azoBoi diHii (S/N=10).

Bcranosneno, mo mexa ximpkicHoro BusHaueHHs (LOQ) IIXb B rpyHTi Ta
pociuH 11 [1XB-18 cranouts 0,003 mr/kr, ms [1XbB-31, T1XB-28, T1Xb-52, [1Xb-
44, 1IXb-101, TIXb-149, I1Xb-118, I[1Xb-153, [TXb-138, I1Xb-180, I[TXb-170, [TXb-
194, IIXB-209 — 0,001 mr/kr.

Orxe, orpuMani 3HadeHHs Mexi BusBiaeHHa (LOD) Ta Mexi KUIBKICHOTO
Bu3HaueHHs (LOQ) nmns mocmimxyBanux [IXb nmaroTe migctaBy BBakaTtu, Mo 3a
JIOTIOMOTOI0  pO3pO0JIEHOT METOAMKHA MOXHA MPOBOJUTH aHAJI3yBaHHS IPYHTY Ta
POCIIMH Ha BMICT JJaHUX KOMIIOHEHTIB Ha PIBHI iX 3aJIMIIIKOBUX KiJTHKOCTEH.

Ominky npaBuiabHOCTI Bu3HaueHHA [IXbB y rpyHTI Ta pociauH 3AiiiCHIOBaIH
METOJIOM «BBEJIEHO-3HANACHOY. J[0 MOCTIIIKyBaHUX 3pa3KiB IPYHTY Ta POCIHUH, IO HE
MICTSTh 3alUIIKOBUX Kinbkocted I[1Xb, momaBanu anamituunmii cranmapt 14 I11Xb
(IIXb-18, IIXb-31, I1Xb-28, I1Xb-52, [1Xb-44, [1Xb-101, TIXb-149, I1Xb-118,
[M1Xb-153, [1Xb-138, [1Xb-180, I1Xb-170, IIXb-194, ITXb-209) Ha piBai 0,005 mr/kr
(ms rpyHTy); 0,010 Mr/kr; 0,020 mr/kr ta 0,050 mr/kr (s 1pyHTY Ta pocaun). [licns
mpoBefeHHs Bcix eramiB miarotoBku mpod Ta GC/ECD amamizy oTpumaHUX
eKCTPaKTiB, BU3Hauanu koHueHtpauito [IXb Ta po3paxoByBaau CTYIiHb BHIyYEHHS
(recovery) — R, % 1151 BC1X MOJIeIbHUX MAaTpULb ITYy4YHO 30arauenux [1Xb.



Pe3ynbTaTi AochiKeHb MOKa3aiy, 110 HAWHWKYKUNA cTyniHb BuitydeHHs (R, %)
[IXb cnocrepiranu Ha piBHi 0,010 mr/kr ang [1XB-18 y rpynti — 81,0% Ta Ha piBHI
0,010 mr/kr guist [1XB-52 y pocnunax — 80,0%. HaliBuiuii crynens BunyueHHs (R, %)
IIXb y rpynTi criocrepiranu Ha piBHi 0,010 mr/kr g [IXb-118 Ta Ha piBai 0,005
mr/kr ana [1Xb-138, mo cknaB 106,0%. HaliBumuit crynens Bunyuenns (R, %) I11Xb
y pociuHax crioctepiranu Ha piBai 0,050 mr/kr mis [1XB-194, o ckinas 98,6 %.

Takum 4mHOM, OTpUMaH1 pe3ysbTaTtu cryrneHs BuiaydeHHs [IXb y rpyHti Ta
POCIIVMH BIATOBIMAIOTH Jiana3oHy gomyctuMux 3HadeHb (80 — 120 %), ski HaBeqeHI B
PernamenTi xomicii €C Ne 589/2014.

OTxe, BIAIHOCHE CepeaHE KBapaTUUHE BIAXUJICHHS PE3yJIbTaTiB BUMIPIOBAHHS B
yMoBax 301)KHOCTI HE MepeBHIllye BcTaHOBIeHUX 3HaYeHb (RSD >15%), naBenenux y
Pernamenti komicii €C Ne 589/2014. Otpumani pe3yiabTaTh OLIHKUA 301KHOCTI
CB1JTUaTh MPO BIJICYTHICTh CACTEMHHX IIOMHJIOK Y PO3pOOJICHIN METOIHIII.

Ominka mpugaTHocT! (Bamigamis) metoauku 3 BusHaueHHs 14 IIXB (ITXb-18,
[1XBb-31, T1XB-28, [1Xb-52, [1Xb-44, [1Xb-101, [1Xb-149, [1Xb-118, TIXb-153,
[1Xb-138, [1Xb-180, I1Xb-170, [1Xb-194, [1Xb-209) y rpyHTI Ta y pOCIUHAX
merogom GC/ECD 3 BukopucTaHHsIM aBTOMAaTHYHOI eKcTpakiii (automated Soxhlet) 3
HAaCTYNMHUM OuMIleHHSIM eKcTpakTiB metonoM SPE (Florisil, Silica) mnoxa3ana
MPUHHATHI METPOJIOTTYHI XapaKTEPUCTUKH.

Posmmpeny HeBuszHauenicth (U) po3paxoByBaiM —IUIAXOM  MHOXKEHHS
a0CONMIOTHOTO 3HA4Y€HHS CTaHAAPTHOTO BIAXWIEHHA BIITBOPIOBAHOCTI  OR(H),
o0umcieHoro 3a yTouyHeHUM piBHAHHAM [opBina-Tomrcona, Ha Koe]ilieHT
oxoruieHHs k=2, 1110 BU3HA4Ya€ 1HTEpBaJ 3 PIBHEM JOBIPH, SKUI MPUOIU3HO JOPIBHIOE
95 % npu 10MyCTUMOMY HOPMAJIBLHOMY PO3TOILIL.

Banminamito metonuku npoBoawiu Ha 14 I11XB, T00To Ha OCHOBHUX (MapKepHUX).
Ha nanomy erari 1151 METOuKa TakoX BUMPoOyBaHa /jisi Bu3HaueHHs 130 KoHTreHepiB
ITXb. 3a HassBHOCTI aHAJIITUYHUX CTAaHJAPTIB IHIIUX apOXJIOPIB METOIUKA Mepeadaydae
Bu3HaueHHs 10 200 konrenepis I1Xb.

Po3pobnena metouka 3 BH3HAYCHHS MOMIXJIOpPOBAaHUX Oi()eHLTIB y TPYHTI Ta
POCIIMHAX METOJIOM Ta30piTUHHOT XpoMaTorpadii 3 eJIeKTPOH-3aXBATHUM JIETEKTOPOM
(GC/ECD) Ta BuUKOpUCTaHHS aBTOMAaTW4HOI ekcTpakiii (Soxhlet) 3 HacTymHum
ounteHHsiM ekcTpakTiB metogoMm SPE (Silica, Florisil SPE Cartridges) mokazana
NPUHHATHI METPOJIOTIUHI XapaKTEPUCTUKH 1 MOKe OyTH BUKOPHCTaHA JJIsl BA3HAUCHHS
10 200 xourenepiB [1Xb y BiAMOBIAHUX MaTPUIIIX.



3. Meroauku BHM3HAYEHHS 3aJHMIIKIB NEeCTHIMIIB 32 BHUKOPHCTAHHS
moaudikaniii meroxosorii QUEChERS

Bumiproeanna  macoeoi  uwacmku  0azamo3anuuwikosux  KiibKocmeil
necmuyuoie y 3¢pHOBUX

Mertoauka mpaitoe B Jiana3oHi BU3HA4Y€HHS MacoBHX KoHmeHTparlii 0.01-1.0
MT/KT.

Excmpaeysannsa. 3Baxyroth (10£0.1) T moapiOHEHOI HaBaXKKU 3€pHA Y
neHTpudyxny npobipky wictkictio 50 wmu,  momarote 10 M aneTOHITPHITY,
3aKpUBAIOTHh MPOOIPKY KPHUIIKOIO Ta CTPymrytoTh 1 xB. JlogatoTe y mpobipky 10 mu
JTUCTUIIBOBAHOI BOJH, 4 T cynb(hary Mardito,l r xjmopuy HaTpito, 1 T HaTpiO UUTpPaATy
murigpaty Ta 0,5 r© HaATpilO TIAPOUUTPATy MIBTOPABOAHOTO, CTPYIIyIOTH | XB.
Hentpudyryrots 7 xB npu 7000 06/xB. BimOuparoTs 1 M anikBOTH, BUCYIIYIOTh
06e3BoHNM cyJb(haToM HaTpito abo MarHiro Ta xpoMmarorpadyrots. [Ipu HeoOXiaHOCTI
eKCTPaKT KOHLIEHTPYIOTh, PO3BOJISATH 200 OYHIIYIOTh.

Konyenmpysanus. 3 nentpudyxHoi mpoOipKu 103aTOPOM BiTOUPAIOTH 7-8 MIT
alleTOHITPUIILHOTO IIapy, MEPEHOCATH Y TPYLIONOAIOHY KOJOY 1 BUMMApIOIOTh AOCyXa
3a IONOMOI'0I0 POTaLIMHOr0 BUNapoByBaya (Temneparypa BoasHoi 0ani 40-50°C npu
3aIUIIKOBOMY THUCKY 20 MM.pT.CT ). Takoxk Moxe OyTH BiiOpaHuid alleTOHITPUIbHUIN
map 3 JBOX MNapajieIbHUX aHATITHYHUX TMpo0, 00’€qHAHUM EKCTPaKT MOTPIOHO
BUIIAPUTH JI0CYXa 3a JIOMOMOTOI0 POTAIIHOTO BUIIApOBYBaya.

Ouuwenns. [ucnepciiine T®OFE-ouuwenns. OUUIIEHHS KIHIIEBOTO E€KCTPAKTY
BUKOHYIOTh MeToAoM maucnepciiiHoi TOE BukopucToByroum kapTpumk Supelco
55229-U (cknazg: 150 mr PSA, 150 mr C18, 900 mr MgS0O4) abo aHanoriyHOro Tumy.
Jlo cyxoro 3ajumiky 1ojarTh | M1 aneToHITpuiIy (00epekHO Mo CTIHKax abo mpu
o0epTaHH1) 1 MEPEHOCATh Yy MOJIMPOINUIEHOBY MPOOIPKY 13 CyMIIIIIIO COPOEHTIB Ta
ctpymytoth 1 xB. Lentpudyryrors npu 7000 06/xB. mnpotrsrom 7 xB. Ilicms
KOHIIEHTPYBaHHS | MKJI OUMILIEHOTO €KCTPAKTY BBOJSTH 32 JJOTIOMOI'OI0 aBTO103aTOPA
y rtazoBuii xpomatorpad (I'’X/MC). IlopiBHIOIOTH OTpUMaHy XpoMarorpamy 3
XpoMaTorpaMaMu, OTPUMAHUMHU TIPW aHANI3yBaHHI aHAJTITUYHUX CTaHIAPTIB.
BukoHyrOTh sIKiCHE Ta KIJTBKICHE OI[IHIOBAaHHS XpomaTorpamu. XpomaTorpamy
NEPEBIPSAIOTh Ha HASIBHICTh CTOPOHHIX MIKIB HA TUX JIUISHKaX, 110 BIAMOBIAAIOTE Yacy
YTPUMAaHHS JTOCHII)KYBaHUX KOMIIOHEHTIB. SIKI10 Ha Xpomatorpadi 3’sSBHINCA Taki
KU, JIJI1 YCYHEHHS] MaTPUYHOTO e(pexTy HeOOX1AHO 3aCTOCYBATH IOAATKOBUN METO/
OUMIIEHHS, Hanpukiaa KoioHkoBa TOE 3 BUKopucTaHHSAM cuiMkaresis ado OKCUIY
aMIOMIHIIO Ta cylbdary HaTpito. Halip copOeHTIB Il OUMIIEHHS 3aJICKUTH BiJ
cnenudikyu XIMIYHOTO CKJIaAy 3pa3ka (HasBHICTH JKHPIB, KAPOTUHOIIB, XJIOpodiTy,
IHTEHCUBHICTh 3a0apBIICHHS) 3a PEKOMEHIAIlIIMA BHPOOHHWKA COpPOEHTIB IS
qUcHepCiitHol TBepA0(a3HOi EeKCTPAKIIII.



Kononkose ouuwgenns. Ilpu HEoOX1AHOCTI B JIOAATKOBOMY KOHIIEHTPYBaHHI
BIIOMPAIOTh N0 5-7 MJI alleTOHITPUIILHOTO IIAPY 3 TPhOX LEHTPUPy) HUX MpooOipok (3
napajieyibHi MOBTOPHU), BUNAPYIOTh HACYXO, M0AAal0Th JBa pa3u mo 10 mi rekcany
(oOepexHO O CcTiHKaxX abo mpu oOepTaHHI) 1 MEPEHOCATh HAa KOJIOHKY 3 OKCHJIOM
QITIOMIHIIO), Ky mMomnepeaHbo npomMuto 10 Ma merposeiHoro edipy. EmtoBanHsS
NECTUIUIIB BUKOHYIOTH 60 MJI Cymili JIETHJIOBOTO Ta merpoiieiiHoro edipy 15/85
(06.%) 31 mBHUAKICTIO 3-5 MII /XB., 30Mpar04M eIt0aT y rpymonoaiony koiaody Ha 100
M. BumapoByioTh enioaT Ha POTOPHOMY BHIIAPOBYBayi Ta PO3UYMHSIOTH B 1 i
TeKCaHy.

Bbuiok-cxema /151 miATrOTOBKM P00 3epHAa

3Baxkxntn 10 r 3epHa, NoMicTuT y LeHTpudyxHy npobipky Ha 50 mn

v

Adopatn 10 mn aueToHiTpuny Tta 0,1 ma BHYTPILWHBOro ctaHaapTy,
iHTEHCUMBHO cTpylwyBaTtTn 10 xB

.

Jdonatn 10 mn dpochaTtHoro (abo unutpatHoro) 6ydepHOro posumHy
pH 5, IHTEHCUBHO CTpyLwyBaTU NPOTArom 1 xB

v

Adoanatn 4 r 6ezsogHoro NaSO, 1a 1 r NacCl
IHTEeHCMBHO CTpyLllyBaTU NpoTArom 1 xs

v

‘ LenTpudyrysatm npotarom 5 xe npu 3000 06/xs ‘

v

MepeHecTn 1 M eKkCTpakTy y Biany Ans XxpoMartorpadyBaHHS,
xpomaTtorpadysatm NPX/OE3.T1O.MC;
( y pasi noTpeby KOHUEHTPYBAaTK Ta YNCTUTU €KCTPaKTu)

OuncTka ekcrTpakTiB: o6’eaHaHuni ekcTtpakTt 30 r 3epHa (3 TpbOX

npobipok) nepeHecTn y cepuesunaHy Konby, Bunaputu Hacyxo,

rnepeHecrty gsoma nopuigsmm no 10 mn netponeriHoro edipy Ha
KONOHKY C Al-O3 Ta Na;5S0,

v

EntoroBatn 30 mn cymiwi 15/85 anetnnoBuii edip/neTponenHnin edip ‘

v
EntoeHT nepeHectu B cepaueBUaHy Konby, BUNapuTu A0 OCTaHHbOI
Kanai Ha pOTOPHOMY BMWMNapoByBadi Ta PO34YMHWUTM B 1 MJ1 reKCaHy

!

MepeHecTu y Biany ansa xpoMmaTtorpadyBaHHs,
xpomaTtorpadysaTtn NIPX/AE3.T14.MC

Ymoeu xpomamocpagyseanna ona z2azoeoz0 xpomamocpaga 3 mac-
cnekmpomempuunum oemexmopom (I'’XIMC) Agilent Technologies 7890-MSD
5975C: kaninsapra komornka HP-5 MS 15 m x 0.25 mm ID x 0.25 um. GC-MS method
DRS Scan/Sim. Temmniepatypa imxkekropa 250°C. Temneparypa xonounku 70°C (2min)
20°C/min no 270°(0 min). Temnepatypa inTepdericy 280°C. Temneparypa ¢piiameHTa
230°C. Temnepatypa kBaapynoito 150°C. {utenns noroky 1:50, 50 miu/xB. Tuck razy-
Hocis (remiit) 60,7 klla (moctiitauii Tuck). Full Scan 45-500 a.e.m.



Ymoeu ona I'XIMC Thermo Finnigan Focus-DSQ: ioHi3amis eJ1eKTpOHHUM
yaapom 70 eB (B pexxumi MmoBHOro ioHHOro ckanyBaHHS SCAN Ta CEJIEKTUBHOTO
ioHHOrO0 MOHITOpUHTY SIM). Kononka DB-5MS (30 m x 0.25 MM*0.25 mkm). [HTEepBan
Mmac: 40-550 a.e.m. Yac ckanyBaHHs: 5-1cex/ckaH. [loyaTkoBa Temrmeparypa: 60°C
(tpumaethes 1 xB), HarpiBanHs 10°C/xB 1o 280° C. Kinnesa temnepatypa: 280°C
(tpumaetbesa 7-10 xB). Temmepatypa imxekropa: 250°C. TemmepaTtypa Tpancdep
naitH.: 275°C. Temneparypa ionHoro mxepena: 200°C. [HxeKTOp: CIUIIT-CIUTITIIEC.
O06’em 3paska cknagae 1-2 mki. ['a3-Hociii — remii, moTik: 1 mi/xB. Po3noain moToky
cxianae 1 : 50.

Baok-cxema anasizy 3aJMIIKIB XJIOPOPraHiYHUX MECTUHUAIB Y BOXI

1 av° Ipo6u MOMICTUTH B JiMMIBHY TiliKy, fogaty 60 cM’ TUXJIOpMeTaHy i 360BTyBaTH MiHIMYM 5 XB

ITicns po3misteHHs (ha3 eKCTPAKT MPOITyCTHTH Yepe3 Cyab(ar HaTpito. EKcTparyBaHHS TOBTOPUTH JBIi I

O6’€eiHAHMIT Ta BUCYILIEHHI eKCTPAKT TIOMiCTHTH B CepIeBUIHY KonOy Ha 250 cM® Ta BUMapOByBaTH HA
POTOpPHOMY BHUTIIApOBYBadi, IIpU TeMIieparypi BoasHoi OaHi He Bumie 50 °C Ta mocTiiiHOMY BakyyMi OibIie
Hix 340 m0ap

JIo CyXoro 3alHIIKy B Konbi 1o1aTi 1 cM® rekcaHy Ta MepeHecTH Y Bialy JUIs XpoMaTorpadyBaHHS I

Baok-cxema aHaJtizy 3a/IMIIKIB NeCTULIMAIB Y POCJUHHIN 0J1il
Exkcrpakuia-QuUEChERS

‘ 3BaxxuTtn 10 r onii, MoOMICTNTU y LeHTpudyxHy nNpobipky Ha 50 mn ‘

v

AopaTtn 10 Mn ANCTUABOBAaHOI BoAKM Ta 10 M aueToHITpuny, iIHTEHCUBHO CTPyLlyBaTtu
NpoTAroMm 3 xB

AdoaaTtu cyMmiw conemn.
IHTEHCMBHO CTPYLUYBAaTUN MPOTArom 1 xB

‘ UeHTpudyrysaTtm npotarom 10 xs8 npu 8000 o6/xB ‘

y

MepeHocnb anikyBOTY eKCTPaKTy Y NoninponineHoBy LeHTPUdYXHY Npobipky, sika
MiCTUTb cymiw PSA, C18, MgSO,. Uentpudyrysatm npotarom 5 xB npm 3000 o6/xB.

MepeHecTn 1 M eKCTpaKTy y Biany Ang xpomartorpadysaHHsa, XxpoMaTtorpadysatm
PX/MC Ta/abo BEPX/MC/MC;
(y pasi noTpebun eKCTPaKTU CKOHLUEHTPpYBaTM Ta 404aTKOBO OMUCTUTU)
MNepeHecTtn 0,5 MmN eKCTpakTy B Biasay AN aBTocaMnsiepa

OuncTka amcnepcinHa 3 KOHLUEHTPYBaHHSM.

ALETOHITPUABHUI eKCTPaKT nepeHecTr B rpywonoaibHy siarinny konby, sunapmTtu go
OCTaHHbLOI Karuli Ha poTOPHOMY BUMAapPoOBYBadi Ta PO3HUHUTKM B 1 M aueToHIiTpuay.
MepeHocT 1 M eKCTPaKTy y NOAINponineHoBy LEeHTPUdYKHY Npobipky, Aka MiCTUTb
cyMmiw copb6eHTiB. UeHTpudyrysatm npotarom 5 xXB npun 3000 o6/xB.

4
MepeHecTn y Biany Anga xpomatorpadyBaHHsA, xpomaTtorpadysatm NPX/MC




4. Bu3HaueHHsI Ba;)KKHX MeTAaJIiB Ta eJIeMEHTHOI0 CRJIaay

Jana meTtoqiuka nepeadadyae BU3HAYEHHS! BMICTY €JI€MEHTIB Ta BaXKKUX METallB
(Ag, Al, B, Ba, Bi, Ca, Cd, Co, Cr, Cu, Fe, K, Li, Mg, Mn, Na, Ni, Pb, Sr, Tl, Zn, Se,
Be, Mo, T1, V, As, Hg, S, P) MeTo10M aTOMHO-eMICIHHOT CIIEKTPOMETPIi 3 IHIYKTUBHO-
3B’s13aHOI0 TUIa3moro. Llelt mMeTon mpoOOMiArOTOBKUA € MPUIATHUM JIJISi HACTYITHUX
MaTpuilb: Boja (yci Bumau); noOpuBa (MiHEpalbHI Ta OpraHivyHi: TBAPUHHOTO 1
POCIMHHOTO TOXOKEHHS); KPOXMallb Ta KPOXMAJENpPOAYKTH; KOPMHU JIsl TBApHH
(Maxyxa i GOpOIITHO MaKyXO0Be); 3epHOBIi, 0000B1 KyJIbTYypH Ta MPOAYKTH iX IEPEPOOKH;
I'PYHTH TYMYCOBI, KOMIIOCTH 1 MIHEpajbHI IPYHTH; KyJbTYpH OJiHHI (HAaciHHS Ta
IPOJYKTH iX TIepepoOKH); OBOUEB1 KYJIbTYpPU Ta MPOAYKTH iX MEPEPOOKH; MPOTYKIIis
NTax1BHUIITBA; puba Ta puOHA MPOAYKILIS; M’ SICO CBIXKE Ta 3aMOPOKEHE; OJIi1; MOJIOYHI1
OPOAYKTH.

Ilpunyun memoouxku: aTOMHY €MICIF0 BHUMIPIOIOTb METOJOM ONTHYHOI
cnektpoMetpii. [IpoOy po3mmiIo0Th, YTBOPEHUH aepo30Jib TPAHCIOPTYIOTH Y
IUIa3MOBHMI TMaJbHUK, A€ BIAOYBa€eTbcsl 30y/KEHHS. XapaKTepUCTUYHI aTOMHO-
eMICifiHI JIHIT TeHepye paaioyacToTHa I1HAYKTUBHO-3B’si3aHa 11a3ma. CrHekTp
BUIIPOMIHIOBaHHS PO3KJIAAA€TbCsl Ha AUPPaKUIAHIA rpaTii CHEKTpOMETpa, a
IHTEHCHUBHICTB JIIHIN PeeCTPYIOTh AeTekTopu. CUTHAIM BiJl IETEKTOPIB KOHTPOIIOIOTh
Ta 0OpOOJISIOT KOMIT IOTEpHOIO cucTeMoro. 1100 kommeHcyBaTH 3MIHHUNA BHECOK
¢ oHY, BUKOPUCTOBYIOTH BiJIMOBITHUNA METO/ KOPUTYBaHHSI.

Biooupanna ma zomyeanna npo6. 3epHO TOIPIOHIOIOTH Ta BiAOHPAIOTH
HaBaxKy 0,5 T B Tppox mapanensx. OTpuMaHy HaBa)kKKy 3€pHOBHX TOMOTEHI3YIOTh 3
METOI0 3a0e3MedYeHHs] OAHOPIAHOCTI 3pa3ka. ['pyHT BHUCYIIYIOTh NHpH KIMHATHIN
TeMIlepaTypl, NEPETUPAIOTH B CTYIIL 3 METOIO 3a0€3MeUeHHs OTHOPIAHOCTI 3pa3Ka, Ta
O0epyTh HaBaxKy 1 r. Opraniuni 7o0puBa BUCYIIYIOTh ITpH Temiepatypi 102-105°C o
abCOJIIOTHO CyXOi pEYOBMHH, PO3TUPAIOTh 1 BiAOUparoTh HaBaxky 0,5 r y Tppox

rapasessx.
BJIOK-CXEMA INPOBEAEHHSA AOC/IIA)XEHHS KOPMIB, 3BEPHA TA KPOXMAJIIO

\d

0,5 r npobu + 7 M KOHUEHTpOBaHOI
a30THOI KMCNoTK + 2 M H202

¥

Po3knagaHHsA B MiKpOXBWUIbOBIN neyi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
7.30 200 80
6.30 500 165
7.30 700 200
12.00 600 200




dinbTpauis B M1acTnkoBy nNpobipKy MicTKicTio 10 Mn

4

Bu3HayeHHS BMICTY eneMeHTiB Ha
npunagi

BJIOK-CXEMA INPOBEAEHHA AOC/IIA)KEHHSA TPYHTY, 4ObPUB

v

1 r npobun + 7 MN KOHLEHTPOBAHOI
a30THOI KMUCoTn + 2 M H20:2

Y

Po3knagaHHs B MiKpOXBWULOBIN neyi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
7.30 200 80
6.30 500 165
7.30 700 200
12.00 600 200

v

QdinbTpauis B MipHy konby Ha 100 mn
(rpyHT), 10 MA (806pMBO)

B13HaueHHs BMICTYy efleMeHTiB Ha
npuniagi

BJIOK-CXEMA NMPOBEAEHHA AOC/ITIDKEHHSA BOAU

100 mn BOAM BMNAPOBYIOTb A0 BOMOrMX CONen

!

JoaatoTb 2 M1 KoHUeHTpoBaHoOi HNOs3

!

MepeHocaTb Y NnacTukoBy NpobipKy Ha
10 mn

4

BM3Ha4YeHHs BMICTY efleMeHTiB Ha
npunagi




B5J10K- CXEMA NPOBEAEHHSA AOCNIAXKEHHS MPOAYKUIT HA BUSHAYEHHS
PTYTI CEJIEHY

0,5 r npobu + 7 MA KOHLEHTPOBaHOI
a30THOI KMCNoTn + 2 Mn H20:2

|

Po3knagaHHsa B MiKPOXBW/IbOBIN neui

Yac, xB. MoTyXHicTb, W Temnepatypa,® C
7.30 200 80
6.30 500 165
7.30 700 200
12.00 600 200

l

BHocumo 20 mn 3 M HCI, HarpiBaemo (He
[O0BOASAYM A0 KMNiHHA) 20 XB

4

MepeHeceHHs 3MMBAHHSAM B CKNSHUM
CTakaH MiCTKicTo 50 Mn, BMNapoByeEMO A0
BONOrnx conen (npoueaypy noBTOPHOEMO

2-3 pasun) anda BnaaneHHs a3oTHOI
KNUCNOTU

{

MNepeHoCMMO B MipHY CKNASIHY KON6y
MICTKiCTIO 25 M, AOBOASAUM A0 MITKU
[eioOHI30BaHOK BOAOH

U

BM3HauyeHHsA BMICTY efileMeHTiB Ha npuiagi

BJIOK-CXEMA MPOBEAEHHS AOCNIA)KEHHSA MPOAYKUII HA BUSHAYEHHS
MULLI'KY (APCEHY)

0,5 r npobu + 7 MA KOHUEHTpPOBaHOI
a30THOI kncnotn + 2 mn H20:2

$

Po3knagaHHsA B MiKpOXBWUbOBIN neyi
N® | Yac, | NoTyxHicTb, | TemnepaTypa,

n/n| XB Bat °C
1 4,3 200 80
2 3,3 500 165

3 20 600 200




¢

MepeHeCceHHS 3MMBAHHSAM B CKJISAHWUI
CTaKaH MICTKicTo 50 Mn, BMNaApoBYEMO A0
BoJSIOrnx cosnen (nNpoueaypy NOBTOPHEMO

2-3 pa3un) ansa smpaneHHsa a3oTHOI
KMCNOTU

4

BHOCMMO 2 Mn KOHUeHTpoBaHoi HCl + 1
Mn 10 %po34nHy xnopuay
rigpokcunamMiHa, nepemMilyemo i
3aJIMLIAEMO Ha 15 XxB.

\d

[lo oTpyMaHoro po3ymMHy A0AAEMO

2% KI Ta 2% ackopbiHoBy Kucnoty B 4M

HCI. MNMepeMiwyemMo Ta 3anmaemMo Ha 45
XB.

\

BM3HaueHHsA BMICTY MULWI'AKY Ha npunagi

BJIOK-CXEMA MPOBEAEHHA AOCNI/PDKEHHA MOJIOKA

3 M1 MONIOKa + 7 MJ1 KOHLUEHTPOBAHOI
a30THOI KMCNOTKU

J

Po3knagaHHs B MiKpOXBWILOBIN neyi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
4.30 200 80
3.30 500 165
5.00 750 205
15.00 600 205

ll

MepeHOCUMMO Y NnacTukoBy npobipky
MIiCTKiCTIO 10 Mn

{

Bu3HayeHHA BMIiCTy enleMeHTiB Ha
npunagi




BbJIOK-CXEMA NPOBEANEHHA AOC/ITKEHHSA M'ACA. OBOYIB

2 r npobu + 7 MJT KOHUEHTPOBAHOI
a30THOI kucnotn + 1 mn H20:2

4

Po3kagaHHS B MiKpOXBUJILOBIN neyi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
7.30 200 80
6.30 500 165
7.30 700 200
12.00 600_ 200

!

MepeHOCKMMO Y nNnacTukosy npobipky
MICTKICTIO 10 MN

i

Bu3HayeHHS BMIiCTy enleMeHTiB Ha
npuniagi

BJIOK-CXEMA MPOBEAEHHS AOC/I/)KEHHS OJ1IT

0,35 r npobu + 7 MN KOHUEHTPOBAHOI
a30THOI kKucnotn + 1 ma H20:2

l

Po3knagaHHs B MiKpOXBWLOBIN neyi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
4.30 200 80
3.30 500 170
5.00 750 210
17.00 600 210

|

MNepeHOCKMMO y NMaacTUKOBY Mpobipky
MIiCTKiCTIO 10 Mn

|

B13HaueHHS BMICTYy efleMeHTiB Ha
npuniagi




BJIOK-CXEMA NMPOBENEHHA AOC/II)KEHHSA TPYHTY 3A METOZIOM 3051A

0,25 r npobu + 9 MN KOHLEHTPOBAHOI
a30THOI kncnotn + 3 mn HCI

]

Po3knagaHHs B MiKpOXBWbOBIN neyvi

Yac, xB. MoTyXHicTb, W TemnepaTtypa,® C
15 1800 175

15 1800 175

30 1800 OXO0JIOAXKEHHSA

{

MepeHOCKMMO Y NpobipKy MICTKICTIO 25 Mn

{

Bu3HayeHHS BMIiCTy enleMeHTiB Ha
npuiagi

Po3paxynku ma onpauroeanns pesynbmamie. Pe3ynpraTi MpeacTaBisioOTh B
MiTirpaMax (4u MiKporpamax) Ha KiJiorpam, JUisl BOJU MUTirpamMax (44 MiKporpamax)
Ha JCIUMETp KyOIuHHA.

X=aXB,
X — KUTbKICHHI BMICT XIMIYHOTO €JIEMEHTY B ITP0O01, MI/KT a00 MKI/KT (/17151 BOAH:

mr/nm?

ab0 MKr/mm’); a — KOHIICHTpAIlisl XIMIYHOTO €JIEMEHTY, sIka 3HIMAEThCA 3
npuiaay 3riIHO epepaxyHKy KajaiOpyBaJbHOT KPUBOi MEBHOTO XIMIYHOTO €JIEMEHTY

(Mr/kr 260 MKI/KT); B — KOe(IIlIEHT pO3BEJACHHS MTPOOH.

Konmponiweanna mounocmi pesynomamy  GUMIPIOGAHHA:  TIEpEBipKa
CTaHJaPTy 3 BIJOMOIO KOHIEHTPAIIEI0 XIMIYHUX €JIEMEHTIB uepe3 KOKHUX JBAIISTh
BUMIPIOBaHb: BHKOPHUCTAHHS BHYTPIIIHBOTO CTaHAAPTY; KOHTPOJIb 301KHOCTI
(MOBTOPIOBAHOCT1); KOHTPOJb BIATBOPIOBAHOCTI; KOHTPOJIb IMOBEPHEHHS (CEpeaHE
3HA4YCHHS TOBEPHEHHS 3 MapajeIbHUX BU3HAUYE€Hb TOBUHHO NepeOyBaTH B MeXKax BiJl
70 mo 110%, B IbOMy BUTIAJKYy BIAHOCHE CTaHJApTHE BIAXWUJIEHHS Ma€ OyTH MEHIIE
a6o nopiBHroBatH 20% - 3rigHo aupektuBu EC 657-2002).

Posmmpeny HeBU3HAUYEHICTH pPE3yJbTaTiB BUIPOOYBaHb OTPUMYIOTH IUIIXOM
MHO>XCHHS CTaHIapTHOTO BiIXWJICHHS BiATBOPIOBAHOCTI, OOYHMCIICHOTO 32 YTOUHCHUM
piBastHHSAM ['opBima-Tommicona, Ha Koedili€eHT OXoIUieHHs k=2, MmO BHU3Ha4Yae
1HTEepBad 3 PIBHEM JAOBIpH, KM NPUOIU3HO AOPIBHIOE 95 % mnpu AOMyCTUMOMY
HOpPMaJIbHOMY pO3MOJil. TOYHICTE Ta NPABUIBHICTH METOAY BH3HAYAETHCS
3aCTOCYBaHHAM cepTH(IKOBaHUX pedepeHc-MaTepialiB.
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HaykoBo-MeTou4He BUIAHHS

Minuk Csitnana BikropiHa
Cenin Cepriii AnzapiiioBuy
Kopuienko Banentuna IBaniBHa
bepesoscrkuii Onekciit BacunboBuu
3emmoBa Oibra BacuiiBaa
bimyk €prenis BiraniiBHa
Xwmxusk CeiTiana BonoaumupisHa
SAxy6uak Onbra MukonaiBHa
Tapan Tersna Bonogumupiaa

AnpTanoBa AnboHa bopuciBHa

CYYACHI AHAJIITNYHI METOJAU BU3HAYEHHA KCEHOBIOTHUKIB Y
CLIIbCBKOI'OCHOJIAPCHKI CUPOBUHI, XAPYOBUX MPOAYKTAX
TA OB'€EKTAX JOBKIJIJIA (METOANYHI BKA3IBKH)
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