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(54) €cnocCis BU3HAYEHHA 16 NMONIUMKINIYHUX APOMATUYHMX BYITIEBOOHIB B BO[I NUTHIA
METOAOM rA30BOI XPOMATO-MAC-CINEKTPOMETPII

(57) Pedpepar:

Cnoci® Bu3HadeHHsA 16 NOMiUMKMIYHUX apoOMaTUYHUX BYIMEBOAHIB B BOAI NMUTHI METOAOM ra3oBoi
XpOoMaTo-Mac-CrekTpOMETPii, y AKOMy Anst focnimkeHHs 6epytb 1000 cm® BOAW NUTHOI, gogatoTb 80
Mr TiocynbdaTty HaTpito ANA OeXMopyBaHHA i ekcTparylTb 25 om® rekcaHy npotsrom 1 roguHu 3
noganbwum BuUNapoByBaHHAM ekcTpakty 3 100 mkn pgogekaHy po 2 cm®. MpoBoaATb
XpomartorpadyBaHHsl, igeHTUMIKALID Ta KiNbKiCHE BW3HAYEHHs 3a [OMOMOro MeTOoAy ra3oBOi
XpoMaTo-Mac-CnekTpoOMeTPii 3 BUKOPUCTaHHAM iOHi3auii enekTtpoHHuM ygapom (El).
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KopucHa mopgenb HanexuTb [0 ranysi BeTepuHapHOI MeOuUWHW, 30Kpema OO BeTepuHapHol
TOKCMKONOTrii, i MOXe ByTu BUKopucTaHa B poboTi HaykoBO-BUPOOHMYMX nabopaTopin.

3anponoHoBaHui cnocib He Mae 3apeecTpoBaHMX aHanoriB B YKpaiHi.

3agaveto KOpucHOI mogeni € po3pobka yHiBepcanbHOro cnocoby OAHOYAaCHOrOo BM3HAYEHHs 16
NONILUMKITIMHUX apoMaTUYHMX BYINEBOAHIB (aHTpaueHy, aueHadTeHy, aueHadTuneny, iHgeHo(1,2,3-
cd)nipeny, anbeHso(a, h)aHTpaueHy, ©eH3o(ghi)nepuneny, OeH30(a)aHTpaLeHy,
OeH3o(k)dbntoopaHTeHy, OeH3o(a)nipeHy, 6eH3o(b)dntoopaHTeHy,  dnyopeHy, eHaHTpeHy,
driyopaHTeHy, Xpu3eHy, nipeHy, HadTaneHy) y BoAi MWUTHIN MeToOOM ra3oBOi XpomaTo-Mac-
CNEeKTpPOMETpIl, MexXa KiNbKiCHOro BM3HA4YeHHA sAkoro 3abesnevysana 6 Bumorn [dupektusn Pagu
98/83/EC npo skKiCTb BOAM, MNPU3HAYEHO! [Ofs CNOXWUBAHHA INIOAMHOKW, A€ BCTaHOBNEHWN
MakcuMmanbHUn gonyctumun piBeHb Ans 6eHso[alnipeHy - 0,010 Mkr/n, a Ha CymMy 4OTMPbLOX
3a3HaveHux AB (6eH3o[b]dnyopaHTeny, beH3o[k]dnyopaHTeHy, 6eH3o[ghilnepuneny, iHaeHo[1,2,3-
cd]nipeHy) - 0,1 mkr/n.

MpoueaoypHuii nigxia o igeHTudikauii NMAB Bknovae HACTynHi enemMeHTW: ANnS OO0CHiaXKEeHHs
Oepytb 1000 cm 3pasky NUTHOI BoAW, BigibpaHoro obOB'A3KOBO B CKIsIHY EMHICTb 3 artoMiHIEBOIO
Kpuwkoto abo nputepTolo cknsiHolo npobkoto, pgogaoTe 80 mMr TiocynbdaTy HaTpito  ans
[EeXNopyBaHHs i ekcTparyloTb 25 oM’ rekcaHy 1 rogvHu Ha anaparti ANsi CTPYLLYBaHHS 3 NoAarbLLnM

BMNapoByBaHHAM €KCTpakTty 3 AOoAdaHnMu
BUCOKONETKNX CMNoJiyK npu BVII'IaPOByBaHHi,

100 mkn pgopekady,

ONA  NOonepemXeHHs BTpar
KOHLUEHTPYOTb [0 2-X CM | XpomaTorpadytoTb.

loeHTMdikauia Ta KinbKiCHE BW3HAYEeHHS 3OINCHIOETLCA 3a [OOMNOMOrOK  Mac-CnekTpoMmeTpii 3
BMKOPUCTaHHAM iOHi3auii enekTpoHHum ygapom (El).

KoHcpirypauis rasoBoro xpomarto-mac-crnektpometpa "Thermo DSQ II": aBTocamnnep, iHxekTop,
TEPMOCTaT KOJIOHOK, Mac-CEeNeKTUBHUI OETEKTOP, SKUM FOTyloTb A0 pobOTU, 3rigHO 3 iHCTPYKUie 3
ekcnnyarauii npunagy, Ta 3agatoTb poboui napameTpu.

Tabnuusa 1
KoHdpirypauis npunagy ta pexum poboTtu.
KoHdirypauis Pexxum poboTn
XpomaTto-Mac-CnekTpomMeTp Thermo DSQ |l
KonoHka Agilent VF-5 ms, 30m x 0,25 mm x 0,25ur
CrauioHapHa gasa 5 % deHinmeTnnnonicunokcaH
Temnepatypa iHXekTopa 260 °C
TemnepaTtypa KONOHK/ nporpamoBaHa
Twn getekTopa KBagpynornb
Pexxum ioHisau,ii El -70 eV
Pexum ckaHyBaHHs SIM (pexvm ckaHyBaHHS BUBGpaHUX ioHiB)
Yac ckaHyBaHH4A 0,8 cek.
Temnepatypa MC nepexigHoi niHii 290 °C
Temnepatypa gxepena ioHis 220 °C
Pexvm BBefEHHs Npobu aBTOMATUYHUI
O6'eM iHXeKTYBaHHS 1 MKn
"as3-Hocin reniv (1,0 mn/xs)
Tabnuuga 2

MporpamoBaHuii TemnepaTypHUn PeXnM TEPMOCTaTy KOTNIOHOK

Lsungkicte HarpiBy, °C/xB Temnepatypa, °C Yac, xB.
[MoyaTkoBa 75 5
10 260 0
5 310 20

BaranbHum vac aHanisy: 40 xB.
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Tabnuusa 3

Yac yTpMMyBaHHS Ta XapakTepHi ioHM Ans KOXXHOro 3 AOCMigKyBaHUX aHaniTiB

[iarHOCTUYHI ioHK
Hasga aHanity Yac yTpumyBaHHs, XB OCHOBHMIA iOH, m/z nIﬂTBepﬂlanysz‘-IVIVI iOH,

HacdpraneH 10,21 128 127, 129
AueHadTuneH 14,24 152 151, 153
AueHadTeH 14,66 153 154, 152
dnyopeH 15,93 166 165, 139
PeHaHTpeH 18,24 178 178, 179
AHTpaLeH 18,37 178 178, 179
dnyopaHTeH 21,11 202 200, 101
MMipeH 21,65 202 200, 101
BeHso(a)aHTpaueH 24.69 228 226, 229
Xpu3eH 24,80 228 226, 229
Benso(b)dnyopaHTteH 29,08 252 250, 125
BeHnso(k)dpnyopaHTteH 29,20 252 250, 126
BeHnso(a)nipeH D12 30,47 264 260

BeHso(a)nipeH 30,58 252 250, 253
IHgeHo (1,2,3-cd)nipeH 35,26 276 277,138
OnbeHso(a, h)aHTpaueH 35,42 278 276, 138
BeHnso(ghi)nepnnex 36,22 276 277,138

YMOBU BUKOHAHHSI BUMIpPIOBaHb MignsratoTb nepesipdi i, npy noTpebi, koperyBaHHIo:
- NPV BUKOPUCTaHHI iHWOT MOAenNi XxpoMaTo-Mac-CnekTpoMeTpa;
- MpW 3aMiHi KaninApHOI XxpomaTtorpadivyHOi KOMOHKM 3 iHLLOK CTauioHapHo ¢asoto;

- nicns peMOHTY BY3I1iB XpOMaTO-Mac-CneKTpoOMEeTpa, Lo BNAMBaOTh HA YYTNUBICTb AeTeKTopa.
OcHoBHi po3unHu cTaHgapTiB [AB roTyloTb OKPEMO KOXEH 3 KoHUeHTpadieto 100 Mkr/Mn B rekcaHi

i 30epiralotb 1 pik npy Temnepatypi +4 °C, NpoMikHi po3dmHu cymiwi AB Ta BHYTPILHLOrO
ctaHgapty 6eHnso(a)nipeHy D12 roTyoTb 3 KoOHueHTpauieto 1 Mmkr/mn i 36epiratotb 3 Mmicaui npu
TemnepaTtypi +4 °C; poboui rpagytoBanbHi po3unHu cymiwen MNAB roTytoTe 6e3nocepenHbo nepeq
BUKOPUCTaHHSIM.

papyoBanbHWIiA rpacpik OyayloTb METOAOM BHYTPILHIX CTaHAapTiB MO M'ATU KOHLEHTpauisax, a

came: 0,005 mkr/ CMS, 0,01 mkr/ CMS, 0,05 wmkr/ cm®, 0,1 mkr/ CMS, 0,2 mkr/ cm’, wo Bignosigae B
nepepaxyHky Ha 3pasok - 0,01 mkr/n; 0,02 mkr/n; 0,1mkr/n; 0,2 mkr/n i 0,4 mkr/n.

Tabnuuga 4
OuiHka npugaTHOCTI MmeToay
Mexa KinbKiCHOro BHYTPiLLIHEO-
. MpoueHT - nabopartopHa
HasBa aHanity BW3HAYEHHS o, | 30DKHICTB, S;, % | . .
NoBepHEHHs, % BiATBOPIOBAHICTb,
MeTony, MKr/n

Sk, %
HadpraneH 0,01 91,3 7,3 11,4
AueHadTuneH 0,01 96,7 8,6 12,6
AueHadTeH 0,01 94,5 57 8,8
dnyopeH 0,01 90,8 5,6 9,3
PeHaHTpeH 0,01 93,4 3,4 9,1
AHTpaLeH 0,01 95,9 6,3 9,0
dnyopaHTeH 0,01 96,1 6,9 9,4
MipeH 0,01 94,5 5,8 9,5
BeHso(a)aHTpaueH 0,01 97,8 6,5 7,6
XpuseH 0,01 98,2 5,3 8,7
BeHnso(b)dnyopaHTeH 0,01 95,6 4,0 8,9
BeHnso(k)dnoopaHTeH 0,01 94,9 51 8,4
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Tabnuuga 4
OuiHka npugaTHOCTI MmeToay
Mexxa KinbKicHoro BHYTPilLHEO-
. MpoueHT - nabopaTtopHa
HasBa aHanity BU3HA4YEHHS o, | 3OKHICTB, S, % | . .
NoBepHEHHS!, % BiJTBOPIOBAHICTb,
mMeToay, MKr/n
Sg, %
BeHso(a)nipeH 0,01 97,3 3,7 7,2
IHoeHo(1,2,3-cd)nipeH 0,01 88,6 7,2 9,6
IOnbeHso(a, h)aHTpaueH 0,01 91,4 6,6 8,8
BeHso(ghi)nepuneH 0,01 94,5 59 10,3

Po3wmrpeHa HeBU3HAYEHICTb BUMiptOBaHb MeToauku cknagae 20 %.

Hani HaBegeHi B Tabnuusx 4 Ta 5 ceigyatb nNpo Te, WO mMeToamka po3pobneHa 8 OHOITABCE
npuaaTtHa Ans BUHAYEHHS MOMiUMKNiYHMX apoMaTUYHUX BYIMEBOAHIB Y BOAi NUTHIN, JaHWUA CNOCi6 €
JocuTb 4yTnuemMMm, WOO BignoBigatM MiKXHaApoAHWM BuMMoOram i Hopmam MIOP  noniumknivyHux
apomaTuMyHMX BYTNEBOAHIB y BOAi NUTHIN.

3anponoHoBaHun cnocib go3Bonse AoCnianTM 3pa3ok Ta ogHo4vacHo BusBuTK 16 NAB meTtogom
rasoBoi XpoMaTo-mMac-CneKTpomeTpii 3a BiOHOCHO KOPOTKUA MPOMIKOK Yacy Ta igeHTMdikyBaTu
aHaniTM He TiNbKM 3a 4YacoMm YTPMMaHHsl, ane W A0AaTKOBO MO Mac-CrnekTpy, TobTO 3aneXHOoCTi
iHTEHCUBHOCTIi iOHHOro TOKY Bif, CMiBBIAHOLIEHHS Macu O 3apsay ioHiB.

Tabnuusa 5

Y4yacTb y payHai mixnabopaTopHMx NopiBHANBHNX BUNpobyBaHb (nporpama Bet-TecT)

o Mpunucaxe Pesynbtar
HalimeHyBaHHA . .
Ne nporpamu maTepian MokasHuk 3HaYeHHA, DOCHIAXEHHS, Z-iHOekc
pany MKr/MIT MKr/MIT
2015/2 Boga nutHa BeHso(a)nipeH 50,0 51,97 0,2

Pesynbtatv oTpumaHi Hamu nig 4ac AOChiMKEHHA TecTOBOro marepiany, € BiporigHUMU i
3HaXoAATbCH B MeXax npunmcaHoro 3HaveHHs. OTxe, BignpauboBaHuii Hamu crnocid BusaBneHHs NAB
y BOAi MUTHIN He MOCTynaeTbCA METOAMKaM, SIKi BUKOPUCTOBYIOTBCS B flabopatopisix €BponenchbKoi
CMiNbHOTH.
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®OPMYJIA KOPUCHOI MOJENI

Cnocib Bu3Ha4yeHHs 16 MOMIUUKNIYHUX apoMaTUYHMX BYIMEBOAHIB B BOAi MUTHIN METOO4OM ra3oBoi
XpoMaTo-Mac-CrneKTpoMeTpii, y sskoMy Ansa gocnimkeHHs 6epyTtb 1000 cm® Bogu MUTHOI, AoaatoTb 80
MI TiocynbdaTy HaTpito ANna AexropyBaHHA i ekcTparyloTb 25 om® rekcaHy npoTtarom 1 roguHu 3
noganblwnuM BUNapoByBaHHAM ekcTpakty 3 100 wmkn pgogekaHy pno 2 cm®, noganbLUnMm
XpomaTtorpadyBaHHAM, iAeHTUdIKaLiE Ta KiflbKICHUM BU3HAYEHHAM 3a AOMOMOro MeToAy ra3oBoi
XpomaTo-Mac-CneKkTpoOMeTpil 3 BUKOPUCTaHHSM iOHi3aLii enekTpoHHUM yaapom (El).
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