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BAJILIALISI METOY BUSHAUYEHHSI TICTAMIHY B PUBI TA PUBHIN
MPOJIYKIII 3A JOIMMOMOTI'OIO PIIMHHOI XPOMATOT PA®IT
3 YO-JETEKTOPOM TA JEPUBATHU3ALICIO

OOHuM 3 NOKA3HUKIB, WO Xapakmepu3ye be3neyHicmes pubu ma pubHUX NPOOyKmie € emicm
2iCmaminy, AKUll y 6eIUKUX KOHYEHMPAYiax GUKIUKAE PO 3aX60PIO6AHb, WO NPU3BOOAMb HABIMb 00
JlemanbHux Haciiokie. Tomy pospobka memooy 6U3HAYeHHs eMicmy cicmaminy y pubi i pubHux
NpoOyKmax € akxmyanvbHolo. Y cmammi Hageoena Memoouxka 6U3HAYEHHs 2iCmaminy y pubi ma
pubHuUX  nmpoOyKmax 3a  0ONOMO20K  PIOUHHO20  Xpomamoepagha 3 — BUKOPUCTMAHHAM
yavmpagionemogoeo demexkmopy ma oepusamuszayii 6 dianazoui 6i0 10 0o 250 me/ke. /lemanvHo
ONUCAHI NYHKMU 8anioayii, a maxkooic HageoeHi 8ani0ayilini OaHi.

Knrwowuosi cnosa: cicmamin, puba, sucoxoeghexmuena piounua xpomamoepagis (BEPX),
anepeis, 1,7 ouaminocenman (DAH), ewympiwmniti  cmanoapm, 306uiwmi  cmanoapmiu,
OaHCUNXTOPUO, 0ePUBAMUIAYIS.

Beryn. Ha choromHimHii 1€Hb OJHUMH 3 HAWMOIIMPEHIIIMX 3aXBOPIOBAHb
JIOAVHYU € alepriyHi peakuii Ha pi3HI YMHHUKU. OJHIEI 3 NPUYMH BUHUKHEHHS

aJieprii € BMICT TiCTaMiHy y pu0Ol Ta puOHHMX MPOIYKTaX, SKI JIOJUHA CIOXKHUBAE.
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3Ha4yHI KOHIEHTpallli TICTaMiHy YTBOPIOIOTHCS IUIIXOM JCKapOOKCHIIFOBAHHS
TICTUJIMHY €K30NeHHUMH (DepMEHTaMU MIKpOOPTraHi3MiB, sIKi 3HAXOJAThCSA B puO1 Ta
pUOHUX TPOIYKTaX MNpH MOPYIIEHHI YMOB ix 30epiranHs. HeOesmeka oTpyeHHS
JTOJIe TICTaMIHOM TIOJISATaE y MOTO CTIHKOCTI A0 TeMIepaTypHOro (dakrtopa
(3amMOpOKyBaHHSI Ta TepMiuHa OOpoOKa), a TaKOXK y cneuu(iuHuX CHUMIITOMAX Y
JFOZCH, SIKI MOXKYTh MPOSIBISTHCS TMPOTITOM ACKIIBKOX TOJWUH YM 10, a BUMAIKH
OTPY€EHHSI YacTO HEAOOIIHIOIOTHCSA Yepe3 HEBCTAHOBIIEHY €TIOJIOTII0 3aXBOPIOBAHHS.
ToMy OCHOBHUM MiATBEPIKEHHSM OTPYEHHS JIOAWHH TiCTaMIHOM € WOTO BHSIBICHHS
y MMPOIYKTaX XapuyBaHHsI, /I¢ 32 HOpPMaTUBAMHU €BPOIEHCHKOTO 3aKOHO/IaBCTBA BiH HE
noBuHeH nepesuinyBatd 200 mr/kr cBixoi pubu Ta 400 Mr/Kr puOHUX TPOAYKTIB,
00po0OIeHNX (pepMEeHTAIlIHHIM JT03piBaHHAM B poscout [1, 2].

B Vkpaini sk anamituuHuii pedepeHc-MeTon Jid BUABIEHHS TiCTaMiHY,
BianoBigHo 10 Hakazy MO3 Big 196.07.2012 p. No548 3a3HaueHO METOJ
BUCOKOeheKTUBHOI piauHHOI Xpomartorpadii [1]. 3rigHo Pimenns kowicii €C
2002/657/€C Big 12 cepnusa 2002, sk MiATBEPKYIOUUM METOJ BHU3HAHO METO]]
pinuHHOI Xpomartorpadgii 3 Y® geTekTopoM MNpH BHKOPUCTAHHI BHYTPILIHIX
ctanaaptiB [3]. YV 3B’43Ky 3 ITUM BUHHKAE TTOTpeda y BIPOBAKEHI peepeHc MeToay
BHUCOKOE(EKTUBHOI pIIMHHOI XpoMaTorpadii BU3HaYeHHs ricTaMiHy B pu0i1 Ta puOHIii
NPOJYKIIIT 3 ICPUBATU3AIIIEI0 T BUKOPUCTAHHSIM BHYTPIIIHIX cTaHmapTiB [4, 5].

Mertoro poboTu Oyia Bayijaris miaTBEPKYIOUOro METO1y BU3HAYEHHS MacOBO1
KOHIIEHTpallli TicTamiHy B pubi Ta pUOHIA MPOIYKINI Ta OIIHIOBAHHS MPUIATHOCTI
METOJly Ha BIJMOBIJHICTh KOHKPETHHX BHUMOTI Il CHEIU(IYHOrO IIJIHOBOTO
BUKOPUCTAHHS IIISXOM OTPUMAHHS BaMJAlIMHUX JaHUX: JIHIMHICTb, MeXa
KUTbKICHOTO BU3HAUEHHSI, PABUIIBHICTh, IPELU31IHICTh (301KHICTh, BIITBOPIOBAHICTD).

Marepiaim i meroam aociaigaxenHs. JlocnmikeHHs OpoBOAMIM Ha 0asi
HayKOBO-JIOCTITHOTO XIMIKO-TOKCHKOJIOTIYHOTO Bifainy Jlep:kaBHOrO HayKOBO-
JOCTIIHOTO 1HCTUTYTY 3 JIaOOpaTOpPHOi A1arHOCTUKH Ta BETEPUHAPHO-CAHITAPHOI
EKCIIePTH3H.

MarepiaioM st JAOCHIDKeHHs Oynau piukoBa puba (dapimr i3 kapacs) Ta
Mopchka puba (dapur 13 canaku). s mociigkeHb BUKOPUCTOBYBAIMCH HACTYITHI
peareHTH Ta PO3XiJHI MaTepianu: cepTU(PIKOBAHUI 30BHIINIHIA CTAHIAPTHUN 3Pa30K
ricraminy 97%  Sigma-Aldrich  (Himewuuna), BHyTpimHiii crapmgapt 1,7-
Diaminoheptane 98% (DAH) Sigma-Aldrich (Himeuunna), mancuiaxmopun 99%
Sigma-Aldrich  (Himewuuna), L-mpomin 99%  Sigma-Aldrich  (Himeuunna),
arieronitpmit st BEPX 99,9% Sigma-Aldrich (Himeuunna), mepxiopHa KUCIIOTa
70-72% MerckKGaA (Himeuunna). JIOCTIKCHHS TPOBOIWINCH HAa PIIMHHOMY
xpomatorpadi Varian Pro Star (Bupoonuk Varian Chromatography Systems, CIIIA),
3TiTHO BIAMOBIMHUX mapaMmeTpiB xpomartorpadysanns (tabn.l). Koudirypairis

piauHHOTO Xpomartorpada: aBrocamIuiep, JBa HACOCH, yJIbTa(ioJeTOBUN JETEKTOP,
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TepMocTaT 3 XpoMmarorpadiuyHow odepHeHodazHor komoHkor Microsorb 100-5 C18,
S250 x 4,6 Col.

Tabnuys 1
YmoBu xpomaTorpagiuHoro po3aijieHHs i KLIbKICHOTO
BH3HAYeHHs ricraminy [5]
ITapamerpu xp(?MaTorpa(biqnoro BeraHoBJIeHi YMOBH
po3aiieHHs
Cranionapna asa obeprenoaszna kononka C18 3 mpeaKoIoHKO0
Pyxoma ¢aza alleTOHITPUII-BOJIA
TeMneparypa KOJIOHKH 40°C
JleTexTop yibTad1071eTOBUI
JloBXXKMHA XBHITI 245 um
[[IBUIIKICTH TOTOKY lem®/xB
O6eM emoOBaHHSA 25 mm®
PesxuM enroroBaHHs rpaliEHTHAN
Yac xpomarorpadyBaHHs 20 xB

[MpuHun Metony mnojsirae B ekcTparyBaHHi 3pasky 0,2 M mnepxiopHoro
KHCJIOTOI0, TPOBEACHHI JepuBaTHU3allli JaHCHWIXJOPUAOM (3 KOHIICHTPAIIEI0
7/,5Mr/Mia) 1 HACHUYEHMM PO3YMHOM HATPII0 BYTJEKUCIOro O€3BOIHOTO, 3
HarpiBaHHaAM 10 60°C Ha BoJsfHIA OaHl, OYHUCTKOIO TOJYOJIOM 1 HACTYIHHUM
MEPEPO3UNHECHHSIM B alleTOHITpIII [5]. Ouninennii eKCTpakT KUTbKICHO BU3HAYAIN 32
noromoroto obepHenoi gazu C18 Ha piguHHOMY XpoMaTorpadi 3 yiabTadioleTOBUM
nerektopoM. [Ipu mociimkeHHl BUKOPUCTOBYBAIM BHYTPIIIHIN CTaHAAPTHUN PO3UUH
1,7-nuamiHorenTaHy Ta 3O0BHINIHIA  CTaHAAPTHUHW  pO3UYMH  TICTaMiHy, 3a
CIIBBIJTHOIIEHHSIM SIKMX OyJI0o TOOYJ0BaHO TpaayloBajbHY 3aJIeKHICTh Yepe3
MaTpuio. KijgpKicHe BU3HaUYE€HHSI MacOBO1 KOHIIEHTpaIlii rictamiHy B pu01 Ta puOHiii
MPOJIYKIIii TPOBOIUIIM 3a CIIBBIAHOIIEHHSM TUIONI MIKiB 30BHINIHIX CTaHIAPTIB 10
IJIOMII BHYTPIIMIHBOTO CTAHMAPTY. [meHTu@ikalio rictamiHy MPOBOJIWIN 32 4acOM
yTpuMaHHs. BMicT po3paxoByBaiM 3a JIOMOMOIOI0 TpaylOBaJIbHOI 3aJI€KHOCTI
IJIOII XpoMaTorpadivyHOTo MKy TiCTaMiHy BiJ KOHIIEHTpallii ricTaMiHy B IpoOi.

Pe3yabTaTtu gociaigxeHHss Tta ix o0roBopeHHsi. OIiHIOBaHHS TPHUAATHOCTI
METOJIy IPOBOJIUIIN BIAMOBITHO IO HOPM MOXUOOK, 3a3HaUueHnX PeriamMeHTomM KoMicii
2002/657/€C Big 12 cepnus 2002 poky mnpo imiuiemeHTaiito JupektuBu Paau
96/23/€C momo 3acTOCyBaHHS aHAJTITUYHUX METOJIIB Ta 1HTEPIIpETaIlii pe3yabTaTiB
(Tabm. 2).
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Tabnuys 2
Hopmu noxu0ok 1ist MeTOAy BU3HAUYEHHS ricraminy [3]

Baninauiiini napamerpu | Hopmu noxu6ok
MacoBa yacTka ricraminy > 1 Mr/kr
36ixHicTh (Sr = 0,66 * Sgr) <10,6%
BinTBoproBaHicTh (Sr) <16%
Koedimient moBepHeHHS Big 80 mo 110%

BusnaueHHs MiHIMHOCTI MPOBOJWIN, BHUKOPHUCTOBYIOUM CIIOCIO [10/1aBaHHSA
CTaHJApTy TicTaMiHy A0 4uCcTOi MaTpuii (rmpobu dapiry 3 pubu, 10 HE MICTHTh
ricramid) Ha piBHI KoHueHtpariit: 0; 25; 50; 100; 150; 250 mr/kr. B pesynbrari
noOyI0BU KaliOpyBajabHOTO Tpadiky IO CHIBBIJHOIICHHIO TUIONI 30BHIIIHBOTO
CTaHJApPTy 10 BHYTPIIHBOTO oOTpuUMaiu KoedimieHt kopemsmii r=0,999, o
HiATBEP/KYE JHIHHICTh MeTOy (puc. 1).

Ares ) breg |STD

z0 40 50 80 100 120 140 160 180 200 220 240

Puc. 1. I'pagyroBajibHa 3aJ1€:KHICTh KOHIEHTPAaWil ricraMiny BiJ ClIiBBiAHOLIEHb
VIO MiKiB 30BHIIIHBOI0 CTAHAAPTY riCTAMiHY 10 BHYTPIIIHBOTO CTAHAAPTY
DAH.

Takum 49wHOM, oOnepkaHl JaHi MIATBEPKYIOTh, 10 METOJ MOXE
3aCTOCOBYBATHUCSl B PI3HUX MATPHUILIX 1 MOKe OyTH BUKOPUCTAHUM A 1MOOYIOBU
KamiOpyBaJIbHOI KPUBOi TicTaMiHy B pu0i 1 puOHHUX MPOAYKTaX.

Ha pucynky 2 300pakeHO CITIBBIJIHOIIEHHS TUIOII ITIKIB 30BHIIIHBOTO Ta
BHYTPIIIHBOTO CTaHapTiB. [1o11a mikiB 30BHINIHBOTO CTAHJAAPTY TiCTaMiHy 3pOCTae
MPOMOPIINAHO 30UbllIeHHIO KOHIEHTpalii. [Ipy 1npoMy mioima MikiB BHYTPIIIHBOTO
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CTaHIapTy 3 OJHAKOBOIO  KOHIIEHTPAIi€l0 3aJIMINAEThCS  TOCTIHHOIO. 3a
CITIIBBIJIHOIIIEHHSIM MIKIB 30BHINIHBROTO J0 BHYTPIINIHBOTO CTaHAAPTIB OYyIyIOTh
rpajyloBalIbHy 3aJIeKHICTh KOHILIEHTpalii Bix mIomi mikiB. Yac yTpuUMaHHS
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Puc. 2. CniBBiIHOIIEHHS TUIOL] MIKIB CTAHAAPTHOIO 3Pa3KYy ricTaMiHy Ta
BHYTPilIHbOTO cTanaapty DAH.

Buznauenns mexi nerekryBanHsa (LOD) npoBoauiau HMUIsIXOM MIECTUKPATHOTO
aHai3y XO0JIOCTUX TMpoO pubu (caiaka, Kapach), sika HE MICTHJIA JAHOTO aHAJITY
MOBTOPEHUX YTPHOX Cepiix TpbOMa omneparopamu. Po3paxoBaHe cTaHAapTHE
BIJIXWJICHHS pe3yJbTaTiB. Jlo OTpUMaHOro cepeHbOro 3HAUE€HHS PE3yIbTaTIB J101ajH
TPbOXKpATHE CTaHJAPTHE BiAXIeHHS [3, 6].

Kontponar Mexi kiibkicHoro Bu3HaueHHs (LOQ) mnpoBoauinu Huisxom
IIECTUKPATHOTO aHaII3y XOJOCTUX Mpo0 pubu (canaka, Kapach), sika HE MICTHJA
JAHOTO aHAJITy MOBTOPEHHX Yy TPhOX CepisiX TpboMa omeparopamu. Po3paxoBane
CTaHJIApTHE BIAXWJICHHS pe3ynapTaTiB. Jlo OTpUMAaHOrO CEpeAHbOrO 3HAUYEHHS
pe3yNbTaTIB H0JaNN B ATUKPATHE CTAHAAPTHE BinxuneHHs [3, 6].

Kontpoas 301kHOCTI (S;) MPOBOAWIM HUISXOM MPOBEACHHS 6 JTOCIIIKEHb
3pa3kiB puOH, OJABIIM 10 HUX aHAMT rictamidy Ha piBHsax 50; 100; 150 mr/kr.
JlochiKyBaid KOXEH 3pa30K OJHUM OIEpaTopoM, B OJHUX 1 TUX CAMHX YMOBax.
OTtpuMaHi pe3ynbTaTh CTAHJAPTHOTO BIAXUJICHHS, OTPUMAHOTO B YMOBaxX 301>KHOCTI,
HE TMEpeBHILYyBaIM HOpPMATHB KOHTpomo 30ikHOCTI < 10,6%, 1m0 BiAmoBigae
BCTAHOBJICHUM BHMoram (ta0i. 2) [3, 6].
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KoHTposb BHYTPINIHKOJA00PATOPHOI BIATBOPIOBAHOCTI (Sr) HMPOBOAMIN Ha
pI3HUX 3pa3kax puOM, JOJABIIM 1O HUX aHAIT TicTaMiHy Ha piBHAX 50 MI/KT,
100 mr/kr, 150 mr/kr. JlocmikeHHs] TPOBOAMIOCH B Pi3HI JHI 13 3ay4EHHSIM PI3HUX
ormepaTopiB Ta peakTuBiB. OTpuMaHi pe3ynbTaTh CTAHIAPTHOTO BIAXWJICHHS,
OTPMMAHOTO B YMOBax BIATBOpIOBaHOCTI < 16%, 110 BiJMOBiJa€ BCTAaHOBJICHUM
BuMoram (tab6:. 2) [3, 6].

KoHTposb MpaBUIIBHOCTI MPOBOJIMIIM [UISIXOM JIOJIaBaHHS aHATITY B MAaTPHITO
Ha piBHAX KoHIeHTpamid 50; 100; 150 mr/kr, aHami3yro4u CTYIIHb ITOBEPHEHHS
anamity. CTyrneH1 MOBEpHEHHS IS JOCIKEHUX 3pa3KiB OTpUMaHI1 B J1ara3oH1 Bij
91% 1o 99%, 1m0 TakoX BIAMOBITAE MEXi JomycTuMoro 3HadeHHs Bix 80% mo 110%
(tabm. 2) [3, 6].

OuiHroBaHHA  po3mupeHoi  HeBU3HA4eHOCTI  (Uposu)

BIATBOpIOBaHOCTI (Sr) SK J00YTOK
cTaHaapTHOi HeBu3HadyeHOCTI U(Y) Ha koedimienT oxorienns K (K = 2), npu piBHi

OpPOBOJMIM 32
pe3yibTaTaMu  BHYTPIIIHBOJIA00PATOPHOI

noBipu  p=0,95. Po3mupeHy HEBU3HAYEHICTh OOpaxoByBaJli Ha  TPhOX
BHIII€3a3HAYEHUX PiBHAX (Ta01. 3).
Tabnuys 3
OCHOBHI pe3y/ibTaTH OLIHIOBAHHS MPUIATHOCTI METOXY
Marpuus Puba canaka Puba xapacsp
1 2 3
Mexa geTeKTyBaHHS 4,87 4,97
(LOD), mr/kr
Merxa KUIBKICHOTO 9,75 10,32
susHadenns (LOQ),
MI/KT
PiBenb KOHIeHTpAaNil 50 mr/kr 100 150 50 mr/kr 100 150
MI/KT MI/KT MI/KT MI/KT
36ixHICTB (Sr), 1,83 3,42 4,09 2,6 2,39 5,26
MT/KT
301KHICTD (Sr) % 4,0 3,4 2,8 5,6 2,5 3,8
BinTBoproBaHicTh (SR), 3,33 3,42 4,76 2,65 7,13 12,75
MT/KT
BinTBoproBanicTh (Sr), % 7,3 3,4 3,2 5,6 7,4 9,1
Bincorok moBepHenHs, % 91 99 98 95 96 94
Posmupena 6,66 6,84 9,52 5,3 14,26 25,5
HeBU3HAYEHICTh Uposu, HA
piBHi 100 mr/kr*

IMpumiTka: * — koedinienT oxorenns K=2, mpu noBipyiit iMmoBipHOCTI p=0,95.
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[Tim yac mpoBeIEHHs OIIHKK MPHIATHOCTI METOAY OyJlI0 OTpUMaHO OCHOBHI
pe3ynbTaTy, siKi HaBeeH1 B Tabi. 3. Takum unHOM, po3po0sieHa HAMM JlaHA METOJIUKA
JI03BOJISIE BUSIBJISITA BMICT TICTaMiHy B pu0i Ta puOHUX MpoaykTax B Mexax Bia 10 mo
250 wr/kr, mO BIAMOBIAE BUMOraM CBPONEHCHKOI JIUPEKTUBH 1 MOXe OyTH
PEKOMEHIOBaHA JIJIs 3aIPOBAKEHHS B JTA00OPATOPISIX BETEPUHAPHOI MEUIIMHU 3 METOIO
KOHTPOJTIO 0€3MeYHOCT] pUOU 1 pUOHUX MPOIYKTIB 32 BMICTOM TiCTaMiHy.

BucHOBKM Ta nmepcneKTUBHU NMOJAJBIINX JOCJIIKeHb. BripoBagkeHa HaMu
METOIMKA JJ03BOJISE€ BUSABIISITH TCTaMiH y puli Ta pUOHUX MPOAYKTaX 3a JOMOMOTOIO
pIIMHHOTO XpomaTrorpada 3 BHUKOPUCTAHHSM YIbTPadiosieTOBOro JIETEKTOPY Ta
nepuBaTu3ailii B niama3oHi Big 10 go 250 mr/kr.

MeTtoauka mpoiuia ychimHy amnpoOaiiio, BiAnoBiiae BumoraMm PermameHty
komicii €C 2002/657/€C npo immiementarnito JupexktuBu Pamgu 96/23 €C momno
3aCTOCYBaHHS METOJIB Ta IHTEpHpeTalii pe3yJbTaTiB Ta aKpeAuTOBaHa
HamionanpbHuM areHTcTBOM 3 akpeauTalli Ykpainu. MeToa BOJOJI€ BUCOKHUMHU
METPOJIOTIYHUMH XapaKTEPUCTUKAM Ta BIJIMOBiAa€ €BpONEHCHKUM BUMOTaM.

Metonuka BHU3HAUEHHS TICTaMIHYy METOJAOM PIIWHHOI Xpomarorpadii €
MPUAATHOIO JIJIS TOCJIJKEHB 3pa3KiB pruOu Ta puOHOI MPOYKINi 1 peKOMEHI0BaHA 110
BUKOPHUCTAHHSA B TAOOPATOPISIX K MIATBEPKYIOYUN METO/I.
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BAJIMJAIUA METOAUKU OIIPEAEJEHUA T'UCTAMHMHA B PBIBE U
PBIBHOM TPOAYKIIMM METOJOM KHUIKOCTHOM XPOMATOI'PA®UU C
HUCIIOJIb3OBAHUEM Y®-IJETEKTOPA M JEPUBATU3AIIUU / Kamunuckas E.B.,
Mapuenko T.B., Mensenenko C.H., [lleBuenko JI.B.

OO0Hum u3 noxazameneil, Xapakxmepuzyluwux 6e30nacHoCms pblOvl U PbIOHLIX NPOOYKMOS,
ABNAEMCA  COOEPHCAHUE 2UCTNAMUHA, KOMOPbIll 8 OONbWUX KOHYEHMPAayusx evizvlieaem pso
3a60n1e6anull, NPUBOOAWUX Oadce K JaemarvHomy ucxody. I[losmomy paszpabomxa memooa
onpeoenenus Co0epHCAHUsi SUCMAMUHA 6 pblOe U PLIOHBIX NpoOyKmax akmyanivHa. B cmamuve
npueeoena Memoouka ONpeoeleHUss SUCMAMUHA 6 pbloe U pPblOHLIX NPOOYKMAX € HOMOWbIO
HCUOKOCMHO20 — Xpomamozpaga ¢  UCNOAb308AHUEM — VIbMPADUOTIEMO08020  OemeKkmopa U
Oepusamuszayuu 6 ouanazone om 10 0o 250 me / ke. [1o0pobHO onucanvl nyHKmMul 6aiuoayuu, a
maxoice npueodeHsvl 8aIUOAYUOHHbIE OAHHbIe.

Knwuesvte  cnoea:  ecucmamun,  puioa, 8bICOKOd(hekmuenas  AHCUOKOCMHAS
xpomamoepaus(BOXKX), annepeus, 1,7 ouamunocenman (DAH), enympennuii cmanoapm,
BHeWHUe CIMaHOapmul, OAHCUIXTIOPUO, OePUBANUIAYU.

VALIDATION OF THE METHOD FOR DETERMINING HISTAMINE IN FISH
AND FISH PRODUCTS BY THE METHOD OF LIQUID CHROMATOGRAPHY USING
AN UV DETECTOR AND DERIVATIZATION / Kaminskaya O.V., Marchenko T.V.,
Medvedenko S.I., Shevchenko L.V.

Introduction. Histamines are biogenic amines that are formed in fish and fish products
during the decarboxylation of histidine with the involvement of enzymes that produce microflora
with impaired storage conditions. Histamine is dangerous for humans in high concentrations,
causing a number of diseases that even lead to death. As a result, there is a need to introduce a
reference method of high performance liquid chromatography for the determination of histamine in
fish and fish products with derivatization and the use of internal standards. Validation data and
validation data are presented in detail.

The goal of the work was to implement a confirmatory method for determining the mass
concentration of histamine in fish and fish products and assess the suitability of the method for
compliance with specific requirements.

Materials and methods. Materials for research were river and sea fish. Studies were carried
out on a liquid chromatograph Varian LC-1. The principle of the method is to extract the sample,
carry out the derivatization of dansyl chloride, determine the mass concentration of histamine in the
ratio of the area of external standards to the area of the internal standard.

Results of the research and their discussion. The assessment of the appropriateness of the
method was carried out in accordance with the error rates specified in Commission Regulation
2002/657/EC of 12 August 2002 on the implementation of Council Directive 96/23/EC on the
application of analytical methods and the interpretation of results.

The method has high metrological characteristics: repeatability from 2.8% to 5.6%,
reproducibility from 3.2% to 9.1%, trueness from 91% to 99%.

Conclusions and prospects for further research. The technique introduced by us allows us
to detect histamine in fish and fish products using a liquid chromatograph using an ultraviolet
detector within 10-250 mg/kg. The methodology has been successfully tested, complies with the

69



BETEPUHAPHA BIOTEXHO/IOIIA 35, 2019

requirements of Commission Regulation 2002/657/EC on the implementation of the Council
Directive 96/23 on the application of methods and interpretation of results and accredited by the
National Accreditation Agency of Ukraine.

Keywords: histamine, fish, high performance liquid chromatography (HPLC), allergy, 1.7-

diaminoheptane (DAH), internal standard, external standards, dansyl chloride, derivatization.
REFERENCES

1. Nakaz MOZ Ukrayiny vid 19.07.2012 r. N 548 «Pro zatverdzhennja
Mikrobiologichnih kriteriiv dlja vstanovlennja pokaznikiv bezpechnosti harchovih produktiv»
[Order of the Ministry of Health of Ukraine dated of 19.07.2012 Ne 548 “On Approval of
Microbiological Criteria for Determination of Food Safety Standards]. (2012, 19 July).
Retrieved from https://zakon.rada.gov.ua/laws/show/z1321-12 [in Ukrainian].

2. Commission Regulation (EC) No 2073/2005 of 15 November 2005 on microbiological
criteria for foodstuffs (Text with EEA relevance). Retrieved from https://eur-
lex.europa.eu/eli/reg/2005/2073/0j.

3. Commission Decision of 12 August 2002 implementing Council Directive 96/23/EC
concerning the performance of analytical methods and the interpretation of results (Text with EEA
relevance) (notified under document number C (2002) 3044) (2002/657/EC). Retrieved from
https://eur-lex.europa.eu/legal-content/EN/TXT/?qid=1554728014967 &uri
=CELEX:32002D0657.

4. Mayer, H.K., Fichte G., & Fischer, E. (2010). A new ultra-pressure liquid
chromatography method for the determination of biogenic amines in cheese. J. Chromatogr., 1217
(19), 3251-3257.

5. Valle, M., Malle, P., & Bouguelet, S. (1996). Liquid chromatographic determination of
fish decomposition indexes from analyses of plaice, whiting, and herring. J. Assoc. Off. Anal.
Chem., 79 (5), 1134-1140.

6. Mangussona, B., Ernemarka, U. (2016). Nastanova Eurachem ““Pridatnist analitichnih
metodiv dlja konkretnogo zastosuvannja. Nastanova dlja laboratorij z validacii metodiv ta
sumizhnih pitan” [Eurachem Guideline *“Suitability of analytical methods for a specific
application. Guidelines for Laboratories for Validating Methods and Related Questions™]. Kiev:
Yurka Lyubchenko LLC, Is. 2, 96.

70


https://eur-lex.europa.eu/eli/reg/2005/2073/oj
https://eur-lex.europa.eu/eli/reg/2005/2073/oj

