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L221/8 OQULVATIEH BECTHUK HA EBPOIIEVICKUTE OBLLIHOCTU 17.8.2002

PEILIEHUE HA KOMUCUATA
ot 14 asrycr 2002 ropuna
3a npwiarade Ha [Jupektusa 96/23/EO Ha CbBeTa Mo OTHOILIEHNE M3ITHIIHEHMETO HAa AHATIMTHYHU METOIM U
TBIIKYBaHETO Ha Pe3y/ITaTH

(Homuduyupano nod romep C(2002) 3044)

(rekct ot 3nauenue 3a EUII)

(2002/657EO)

KOMUCHSITA HA EBPOITEVICKUTE OBLITHOCTH,

KaTo B3¢ mpemsui [JoroBopa 3a ch3maBaHe Ha EBporierickara ofmHocCT,

Kato B3e mpemun dupekrusa 96/23/EO Ha Cbbera oT 29 ampui
1996 r. OTHOCHO MepKMTe 32 HAONIONEHNE Ha ONPEeIeHN BELIECTBa
VI OCTAaThL OT TSX B JKMBY KMBOTHM U KMBOTMHCKM TIPOILYKTH U 3a
orvsiHa Ha [upekrusu 85/358/EMO u 86/469/EMO n Pewerus
89/187[EMO u 91/664[ENO (1), u no-creumanHo unex 15, mapar-
pad 1, BTopa anuHes oT Hesl,

KaTo MMa MNpenBu, ve:

(1)

(2)

(4)

()
e

Hanmumero Ha octaThliv B MPOOYKTUTE OT 2KMBOTMHCKM IPO-
U3X0[I € BBIIPOC OT 3HAUECHNE 3a 061L[€CTBCHOTO 31pase.

Pewerye 98/179/EO na Komucusita or 23 ¢espyapu 1998 r.
3a OMpemessiHe Ha MOIPOOHM NpaBuia 3a B3eMaHe Ha OQu-
LMaTHY Tpo0M 32 MOHMTOPHMHIA HA OIpEeNeHN BElIECTBA U
OCTATBLIM OT TSX B KMBM KMBOTHY ¥ KMBOTHHCKM IIPOLLyKTH ()
NpEfBIKIA AHAIM3BT Ha NpoOMTe Ja ce  M3BBpLIBA
VM3KJTIOYMTEITHO CAMO OT OFOOPEHI OT KOMIIETEHTHIUTE HALMO-
HaITHM OpraHu nabopatopmu 3a odpuimaTeH KOHTPOI Ha OCTa-
TBLNTE.

KauecTBOTO M CPaBHMMOCTTA Ha AHATMTUYHHUTE Pe3yITATI,
TOTIYUeHM OT JIab0paTopuu, onoOpeHN 32 oduIMaTeH KOHTPO
Ha OCTATBLKTE, € HeOOXOMMMO [1a ce rapaHTupar. Tosa cremsa
[1a ce TOCTHUTHE, KATO Ce M3IOII3BAT CUCTEMI 3a rapaHTMpaHe Ha
KAuecTBOTO, ¥ MO-CIELMANIHO upe3 MpuilaraHe Ha METOMH,
YTBBPICHI B ChOTBETCTBHE € OOLLIM MIPOLIEAYPY 1 KPUTEPUH 3a
eeKTHBHOCT, 1 KATO Ce rapaHTHpa NPUITbPKAHETO KbM 00N
CTAHIAPT! MIM KbM CTAHIAPTH, KOUTO Ca OOLIONPU3HATH.

Hupekrusa 93/99/EMO Ha Coeera ot 29 oxromspu 1993 .
OTHOCHO JIOIBJIHUTESIHM MEPKM, CBbP3AHM € OPUUMAITHMUS

OB L 125, 23.5.1996 1., ctp. 10.
OBL 65, 5.3.1998 1., cp. 31.

C)

KOHTpOII BbpXY Xpanute u Pewerne 98/179/EO (3) usmcksar
nabopatopumre 3a  opMUMATIEH KOHTpON ma  Obmar
akpemyypany 1o 1SO 17025 (1) cunrano ot siyapu 2002 1.
CoriacHo Pemerne 98/179/EO ot onobpenute nabopatopun
Ce M3ICKBA J1a YYacTBAT B MEXKIIYHAPOIHO MPM3HATA BBHIIHA
OLICHKA Ha KauecTBOTO M cXeMa 3a akpemuraumst. Chlio Taka
onobpenuTe nabopaTopyuy CreBa [a JOKAXKAT KOMIETEHT-
HOCTTA CJ 4pe3 PElOBHO U YCIEIUIHO y4acTie B MOIXOMSIIN
CXEMI 3a M3CIICBAHE HA YMEHWSATA, PU3HATH WITM OPraHM3uU-
paHM OT HAaUMOHATIHWUTE pedepeHTHM abopaTopum WM OT
pedepentHy naboparopyy Ha OOLIHOCTTA.

B crotsercrsue ¢ [upextusa 96/23/EO ¢yHkimoHnpa Mpexa
oT pedepentHn madopatopyuy Ha OOILIHOCTTA, HALMOHATHM
pedepenTHN nabopaTopuy U HauMOHANMHKM Jlabopatopum 3a
KOHTPOJI, KOSITO LieJI¥ TOBHUILABAHE HA KOOPHMHALIMATA.

B pesynrar Ha HampegbKa B aHATMTUYHATA XMMUS, HACTBIINI
crter; mpuemaneto Ha [{upektisa 96/23/EO, koHiemmsTa 3a
PYTUMHHHUTE MeTO[M U pedepeHTHNTE MeTony Oe 3aMeHeHa OT
TMOJIXOM, OCHOBAH Ha KPUTEPHH, IIPH KOITO Ce Ch3IaBaT KpyTe-
Pyt 32 egeKTUBHOCT M IPOLIENYpU 33 BAIMIMPAHE Ha CKPYUHMHT
METOJa U TOTBbPIMTENHIS METOH.

3a [1a ce rapaHTMPa XapMOHU3MPAHOTO MPUIIaraHe Ha [lupek-
iBa 96/23/EO, e HeoOXommMMO a ce OmpenensT o6y KpuTe-
PUM 33 THIIKyBaHe Ha Pe3yJITaTUTE OT M3CTIEABAHMATA Ha J1a6o-
patopuute 3a odpuLMATIEH KOHTPOIL.

3a [a ce rapaHTMpa XapMOHM3MPAHOTO IIpuiarae Ha [upek-
iBa 96/23[EO, crenBa [1a ce NpeOBMIN MOCTEIIEHHO yCTaHO-
BSIBAHE HA MMHMMAIIHO VM3MCKBAHM TPAHMLM Ha eeKTUBHOCT
(MUTE) Ha aHamuTMUeH METOM 3a BElIeCTBA, 33 KOUTO HsIMa
TIOTIYCTIMA IPAHNIIA, U MO-CIIELMATIHO 34 Te3M BEUIECTBA, UMATO
ynorpeba He e paspellieHa MM € CeLyaiHo 3a0paHena B O6ui-
HOCTTA.

OB L 290, 24.11.1993 r., cTp. 14.
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(9)  Pemenme 90/515/EMO na Kommcusita or 26 cemreMBpy
1990 r. 3a onpenensiHe Ha peepeHTHN METOIM 3a OTKPUBAHE
Ha OCTaTBIM OT TEXKKM MeTamu u apceHryk ('), Pemrernme
93/256/EMO Ha Komucusra ot 14 mait 1993 1. 3a ompene-
JIIHE Ha METONIMTE, KOMTO CJle[Ba [Ja Ce M3IONI3BaT 33 OTKPHU-
BaHe HA OCTaTBLUM OT BEUIECTBA C XOPMOHAIHO MM
TupeoctatnuHo fericreue (2) u Pewenne 93/257[/EMO Ha
Komucnsira ot 15 anpun 1993 1. 3a onperernsite Ha pedeper-
THUTE METO[IM Y CIIMCHKA HA HALIMOHATIHUTE pedepeHTHY 1abo-
paTopum 3a OTKpyBaHe Ha OCTaThUM (3), MOCIEIHO M3MEHEHO C
Pewerne 98/536/EQ (*), 6sixa BHMMATENHO NpepasrilefaHi,
npeay 1a Gbuat 0OsBeHM 3a HEAKTyallHy 10 0OXBAaT 1 pasiio-
pembu mpemBmn HampegbKa Ha HAYYHOTO M TEXHMYECKOTO
3HaHIE, U CHOTBETHO CIIeMIBa 1a OBIAT OTMEHEHM C HACTOSILLIOTO
pereHue.

(10)  3ama ce mMO3BOMYM METOJINTE 3a AHANM3 HA OQUIIMATIHY IPOOK Aa
Obaar aganTupaHy cbo0pasHO pasnopendure Ha HACTOSLIOTO
pellieH e, CIIelBa [ ce ONpelieNyt IPEXOIeH MepHOLL.

(11) Mepkute, npeaBMAEHN B HACTOSIIOTO pelleHye, ca B ChOTBET-
CTBME CBC CTAHOBMIIETO Ha [10CTOSHHIS KOMUTET 10 XpaHUTeN-
HaTa Bepura U 30paBeTo Ha XKVMBOTHMUTE,

[TPUE HACTOALIOTO PELLIEHME:

Ynen 1

Ipenmer u o0xBat

Hacrosmoro pemenue ompeners IpaBuia 3a aHaIMTUYHUTE METOIMH,
KOMTO CrleiBa [a Ce M3IOJ3BAT NPV M3CIEIBAHETO HA OQMLMAIIHY
1po0u, B3eTH B ChOTBETCTBIE C UileH 15, maparpad 1, BTopo uapeyenye
ot [Iupekrusa 96/23EO, 1 yroursisa o011 KPUTEPIH 32 THIIKYBAHETO
HA QHAIMTUYHUTE PE3yNTaTM OT Te3u Inpobu, IONydeHu B
nadopatopunTe 3a OpUIMATIEH KOHTPOIL.

Hacrosimoto pelueHye He ce NMpylara 3a BEIIECTBA, 3a KOMTO MMa
ompefeNieHH MoIpoOHN MpaBuia B Ipyru pasnopenOu Ha OGuHOCTTA.

Ynen 2
Oedunuumm

3a uenmuTe Ha HACTOSILOTO pelleHMe Ce HpWIarar IeQUHULUNTE B
Hupektusa 96/23/EO u B mPUIOKEHUETO KbM HACTOSIIOTO PeleHMe.

Ynen 3

AHaTMTUUHM MeTOoIM

IIbpKaBUTE-UIICHKY TAPAHTIPAT, Ue OPUIMATHNUTE IPOOH, B3CTH ChINIa-
cHo [Tupexrusa 96/23[EO, ce aHanm3mpar upe3 MeTOIM, KOUTO:

a) ca JOKYMEHTMpaH!U B MHCTPYKLMUTE 3a TeCTa, 3a IpeIoYnTaHe
cbracHo ISO 78-2 (6);

0) OTroBapsT Ha WM3NCKBAHMSTA B YaCT 2 OT MNPUIOXKEHUETO KbM
HACTOSIIOTO PeIleHMUe;

OB L 286, 18.10.1990 r., ctp. 33.
OBL 118, 14.5.1993 1., cTp. 64.
OBL 118, 14.5.1993 1., cTp. 75.
OBL 251,11.9.1998 r., crp. 39.

S

N

B) ca Omm BamaMpaHy ChITIACHO MPOLEIYPUTE, ONMMCAHN B YaCT 3ot
NPUITIOKEHNETO;

I) ChOTBETCTBAT HA MUHMMAITHO M3UCKBAHUTE IPAHMUIN HA e(eKTHB-
HocT (MUTE), Kouto criefiBa ma ce ompemesnisT ChIMIACHO urleH 4.

UYnen 4

MuHMMaTHO U3UCKBAaHU I'paHNIu Ha C(l)eKT]/lBHOCT

Hacrosuoro pemenne cemsa ma Obge IpepasIiefaHo C Lenl
TIOCTENEHHO [1a Ce YCTAaHOBAT MMHUMAJIHO M3MCKBAaHMUTE IPAHMLM HA
edexriHOCT (MUTE) Ha aHaMUTHYHI METOMIM, KOUTO 1A Ce MPIIIOKAT
3a BEWIECTBA, 34 KOUTO HE € OIpeferieHa NONyCTMa rpaHuia.

Ynen 5

KonTpon Ha KauecTBOTO

IlbpKaBuTe-UIeHKM T[aPAaHTUPAT KauyeCTBOTO HA pPe3yNTaTure OT
aHanM3a Ha mpobure, B3etw 1o pena Ha Hupekrusa 96/23[EO, B
YaCTHOCT upe3 HaONIO[eHIe Ha TeCTOBETe VI/MIIM Upe3 PesyiTaTy OT
kanmbpupare cracHo riasa 5.9 or ISO 17025 (1).

Ynen 6

TbiKyBaHe Ha pe3ynTaTy

1. Pesynrarsbr OT [ajieH aHa/IM3 Ce CUMTA 33 PE3YJITAaT HAa HECHOTBET-
CTBUE, AKO KPUTUYHATA IPAHMLA IPY IIOTBLPAMTEIIEH METOM 33 aHAIIUT
ce IIpeByILN.

2. AKO 3a [aJeHO BEUIECTBO € YCTAHOBEHA [OMyCTMMA IpaHMIa,
KPUTMYHATA TPaHMLIA € KOHLEHTPAIIUATA, Hall KOSITO MOXKe J1a Ce peuy
CbC CTATUCTUYECKA CUTYPHOCT OT 1 — @, ye JOMyCTMMATa IpaHuLa e
Outa eliCTBUTEHO HAIXBbPIICHa.

3. AKO 3a [1afieHO BEIIECTBO HE € YCTaHOBEHa JOIYCTMMa IPaHuIIa,
KPUTMYHATA TPAaHMIA € Hali-HUCKOTO HMBO Ha KOHLEHTpaUus, Npy
KOETO [afleH MeTOH MOXe [Ia PasrpaHNuyl ChC CTATUCTUYECKA CUTYP-
HOCT OT 1 — O HaJIMUMETO Ha KOHKPETHIS aHasluT.

4. 3a Bemectsara, 30poeH B rpyma A ot nputoxenne I kbM Iupek-
tuBa 96/23[EO, a-rpemkara e 1 % wiu mo-Manka. 3a BCHUKHM YT
BELIECTBA (I-TPENIKATa € 5 % MM T0-MalKa.

Ynen 7

OT™MaHa

Pewermst 90/515/EMO, 93/256/EMO u 93/257[ENO ce orMensr.

Ynen 8
IIpexomuu paznopenou

MeromuTe 3a aHanmM3 Ha OQUILMATIHY IPOOU OT BELIECTBA, M30OPOCHN B
rpyma A or npunoxerne | keM Hupekrusa 96/23/EO, kouto
OTrOBapsIT Ha KpuTepuute, ycraHoseHu B Pemenns 90/515/ENO,
93/256/ EMO n 93/257/ENO, Morat fa ce M3MOJI3BaT B CPOK 10 IBE
TOJMHY CIIe[l BM3aHe B CUJIA HA HACTOSIIOTO pelleHue. MeTomute,
KOMTO B MOMEHTA Ce NPUIIAraT 3a BEwIeCTBa, 130poexu B rpymna b or
npwioxenne [ koM [upektusa 96/23[/EO, otroapsr Ha
pasmopen6uTe Ha HACTOSIIOTO PeElICHME B CPOK HAli-KbCHO IO MeT
TOTIMHM CTIel HaTaTa Ha IpuilaraHe Ha HACTOSIIOTO pelleHNe.
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Ynen 9
Hara Ha mpuiarane

Hacrosimoro pewenne ce mpuiara ot 1 centemspu 2002 1.

Ynen 10
Anpecarn

AnpecaTy Ha HaCTOALIOTO PelIeHye Ca IbpKaBUTe-UIEHKM.

CpcraseHo B bprokcen Ha 14 asrycr 2002 rogmHa.

3a Komucuama
David BYRNE

Ynen na Komucuama
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ITPUJIO2KEHUE

KPUTEPUU 3A EQEKTUBHOCT, OPYTU U3UCKBAHUSA U NTPOLENYPU 3A AHATIUTUYHU METOIIM

1. OIPENEIIEHUA

1.1.  ,TouHocT" € Hail-rofIsIMaTa CTeneH Ha ONM30CT Ha ChOTBETCTBIE MEXK/IY pe3yiTaTa OT TecTa U mpyerata pedepeHTHA
cToitHOCT (2). Ompeiens ce upes ONpefie/isiHe Ha BEPHOCTTA M TPEIM3HOCTTA.

1.2.  ,Anda (a) rpewka“ e BepoSTHOCTTa PoOaTa OT TeCTa [1a ChOTBETCTBA, JOPY U AKO € MIOJTyYeHa Upe3 M3MepBaHe, KOEeTO
He CHOTBETCTBA ((alIMBO pellleHNe 32 CHOTBETCTBILE).

1.3, ,AHamuT ¢ BELIECTBOTO, KOETO CriefiBa 1 Oblie OTKPUTO, MIEHTUPUIMPAHO M/UIM ONPEIEIEHO KOINUECTBEHO, KAKTO
¥ IIPOM3BOTHMTE, KOUTO Ce TONTyyaBaT Mo BPeMe Ha HEroBysl aHasus.

1.4.  ,Bera (J) rpewka“ e BeposiTHOCTTa IpoGaTa OT TecTa HEHCTBUTENIHO [d He CHOTBETCTBA, JOPYU U aKO € MOJIyueHa upe3
M3MepBaHe, KOETO He ChOTBETCTBA (QILMBO PeLieHNMe 3a CbOTBETCTBIE).

1.5.  ,OTKIIOHeHMe" ¢ pa3vKaTa Mexiy OYaKBaHMs pe3yIITar OT TecTa U Ipuera pedepeHTHa CTOMHOCT (2).

1.6.  ,Crangapr 3a KanuOpupaHe* e CpeNCTBO 3a M3MEpBaHe, KOETO MPEMCTaBsi KOMMUECTBOTO Ha CHOTBETHOTO BELIECTBO I10
HAuyH, KOWTO 0OBbP3BA CTOMHOCTTA My C peepeHTHa Oaza.

1.7.  ,Cepru¢uimpan pedepenten Matepuan (CRM)“ e MaTepuai, KOJMTO MMa TOYHO YCTAHOBEHO CHIbPKAHNME HA AHAIIAT,
TIPeIHA3HAUYEHO 3 HETO.

1.8. ,Koxpomarorpaus® e mpouemypa, npu KOATO €KCTPAKTBT NPy eTana(ure) Ha Xpomarorpadust ce pasmelis Ha 1Be
yact. [IbpBata gacT ce xpomarorpagupa caMocTosTesIHO. Bropara uacT ce cMecBa ChC CTAHTAPTHUS AHAUT, KOITO
crenBa 1a Obie v3Meper. Criell TOBa Ta3y CMec ChLIO ce XpoMaTorpadupa. Komnuectsoro 106aBeH CTAHIAPTEH aHATUT
crenBa fa e ONM3KO O M3MEPEHOTO KOMMYECTBO HA aHANUT B eKCTpakTa. To3n METON MMa 3a LN Ia nogo6pu
MACHTUGUUMPAHETO HA AHATIMT, KOTATO Ce MBMON3BAT XPOMATOrpadCKy MeTOmM, 0COOEHO KOTaTo He MOXKe IIa ce
V3M0J13Ba MOIXOAIL BbTPEIIeH CTaHIapT.

1.9.  ,CbBMECTHO MpOyuBaHE" ¢ aHAJIM3MPAHE HA €IHA U ChlUa mMpoba C eVMH M ChII METOM, 33 [a Ce OIpEeNsT
XapaKTePUCTUKUTE HA ePeKTMBHOCT Ha MeTofa. IIpoydBaHeTo NMOKpMBA CIyuaiiHa IpelIKa NPy U3MepBaHe MU
11a60PaTOPHO OTKIIOHEHME.

1.10. ,Merop 3a l'lOTB']:p}K]IeHI/le“ O3Ha4yaBa METOIY, KOUTO NPENOCTABAT LIAIIOCTHA MIIN TOITBIIHUTENIHA I/lH(l)OpMal.ll/Iil, KOATO
Ja II03BOJIM BELIECCTBOTO [a 61>]1€ I/I]ICHTI/lq)]/lIIMpaHO HEIBYCMUCIIEHO U aKO € HCO6X0]1MMO, a ce onpenenn
KOJIMYECTBEHO c1>o6pa3H0 HUMBOTO OT 3HAUY€HUE.

1.11. ,Kputnuna rpanmia (CCa)“ e rpaHuuaTa, KbM 1 Hall KOSTO MOKe J1a Ce 3aKJTI0UM C BEPOSITHOCT 3a IPellKa d, ye ajieHa
1poba He ChOTBETCTBA.

1.12. ,CnocobHoct 3a orkpusae (CCP)“ e Haii-ManKOTO CbIbpPKAHME OT BELIECTBO, KOETO MOXKe Iia Obie OTKpUTO,
MIeHTUGULIMPAHO V[ UM OTIPeNiesIeHO KOJMYECTBEHO B 1poba ¢ BeposITHOCT 3a rpeluka (. [[py BewwecTsa, 3a KOUTO HsIMa
YCTaHOBEHA TOIMYCTUMA IPAHMIIA, CIOCOOHOCTTA 3a OTKPUBAHE € Hali-HUCKATA KOHLIEHTPALIVS, IPY KOSITO JIajieH METON
MOXKe JIa OTKpUE [E/CTBUTEIHO 3apa3eHyt IPoOM ChC CTATUCTMYECKA TOUHOCT OT 1 — 3. TTpu BelecTsa ¢ ycTaHOBEHaA
IOIYCTMMA TPAHMIA CIOCOOHOCTTa 33 OTKPMBAHE € KOHLEHTPALMATA, IPU KOSTO METOIBT MOXe [a OTKpHe
KOHIIEHTPALMy Ha JOMyCTMUMATA IPAHMIA ChC CTATUCTIYeCKA TOYHOCT oT 1 — f.

1.13. ,TIpoba c oboraren Matepuan” e mpoba, 060raTeHa ¢ M3BECTHO KOJIMYECTBO OT aHAIIUTA, KOJTO CJIefiBa [1a Gblie OTKPUT.

1.14. ,MexnynabopatopHo npoyuBaHe (CpaBHeHMe)“ € OpraHM3upaHe, IPOBEKIAHe 1 OLEHsBAHe HA M3IMTBAHE HA eHA 1
chlua npoba oT [IBe WM MoBedye JTa00OPaTOpuIt CHITIACHO HPENBAPUTEITHO OIpENeNIeHN YCIIOBIS, 3a [1a Ce ONpefeny
M3IIbIHEHMETO Ha TecTa. CIOper CBOsITA LeN POYUYBAHETO MOXKe [a Oble ChBMECTHO IPOyUBaHe WK IPOyuBaHe Ha
CII0COOHOCTTA.

1.15. ,Bwrpemen crannapr (BC)“ e BewecTso, KOETO He ce ChIbpxKa B mpodata, NpuTexkasa $MU3MKO-XUMUIHU CBOICTBA,
M3KITIOUUTEITHO OMM3KIL [0 Te3) Ha aHAINTA, KOJTO CrefBa Ia Oble uneHTHUUMpaH, i ce [06aBs KbM BCSIKA IPoba
¥ KbM BCEKM CTAaHIApT 3a KanmOpupase.

1.16. ,JTaboparopHa mpoGa“ e mpoa, NOIrOTBeHA 3a M3NPpalIaHe [0 1abOpaTOpyst U NMpeNHA3HAYeHA 3a MHCIEKIMS WK
UBIIUATBAHE.

1.17. ,Hwusoor 3HaueHue" e KOHIEHTpalMATa Ha BEMIECTBO MIIN aHAJIIAT B HafcHa np06a, KOATO VIMa 3HAYEHYE 3a OIIPEHENIAHE
Ha CbOTBETCTBMETO MYy CBbC 3aKOHOHATEIICTBOTO.

1.18. ,MuHuMMasHo u3McKBaHa rpanuua Ha epextiHOCT (MUTE)“ € MUHMMAITHOTO ChIIbpKaHMe Ha aHATUT B poa, KOETo
CIenBa Hali-MalKO Oa Ce OTKpMe ¥ MOTBbPHM. [IpemHasHAYeHMETO 1 € A XapMOHM3MPA eQeKTMBHOCTTA HA
aHaIUTUYHITE METOIM IPM BELECTBA, 34 KOMTO He e OmpefeNieHa IONyCTMA IPaHuIa.
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1.20.

1.23.

1.25.

1.26.

1.27.

1.28.

1.29.

,XapaKkTepuCTHKa Ha ePeKTUBHOCTTA" € GYHKIIMOHAITHOTO KAYeCTBO, KOETO MOZKe [1A Ce IIPHIMLIE Ha TafleH AHATITIYCH
meron. ToBa Moxe ma Obge HAmpuMep CHEMMPUUHOCT, TOYHOCT, BSPHOCT, IPELV3HOCT, IOBTOPSIEMOCT,
BB3IIPOM3BONVMOCT, Bh3CTAHOBSBAHE, CIIOCOGHOCT 33 OTKPHMBAHE I M3HOCOYCTONYMBOCT.

Kpurepun 3a edpekTMBHOCT* ca M3UCKBAHMSTA 32 AafieHa XapaKTePUCTUKA Ha eeKTUBHOCT, ChITIACHO KOUTO MOXKe 14
ce NpelieHy, Ye aHAIUTUYHMAT METONL € MOMXOILALI 3a LIITa M [JaBa HAalleXIHM Pe3yIITaTil.

,,HOHyCTI/IMa rpaHMua“ € MakCMMAJIHO JIOIyCTMMaA IrpaHulia Ha OCTaTbYHM BELICCTBA, MaKCMMAJIHO HUBO UIIU Ipyra
MaKcCuMajlHa JOMmyCTUMOCT Ha BEIECTBA, YCTAHOBEHM B IPYIM YacTU OT 3aKOHOIATEJICTBOTO Ha Oél.l.[HOCTl"a.

,,HpeHMBHOCT“ e ONnM30CTTa Ha CHOTBETCTBUE MEXNYy pe3yNnTaTUTE OT HE3aBUCUMM WBIUTBAHNA, IOIIyYEHU IIpU
yCTaHOBEHU (HpCHBapMTCHHO OHPCHCHCHI/I) ycnoBus. MHPKaTa 3a IIPeLVBHOCT 0OMKHOBEHO ce V3passBa KaTo JjimIca Ha
MPEeLM3HOCT ¥ C€ M3UNCIIABA KAaTO CTAHIAPTHO OTKIIOHEHME OT PE3yNTaTUTE OT TECTa. [To-manka NpeunsHoCT ce
onpenes OT MO-roisMO CTaHIapTHO OTKIIOHEHME (2)

,IIpoyuBaHe Ha CIOCOOHOCTTA” € aHAIM3MpPaHe Ha elIHA U ChlLa IIPoda, KOSITO [03BOIIsBA Ha TabopatopuuTe aa usdepar
COOCTBEHMTE C1 METOMH, TIPY YCTIOBHE Y€ Te3¥ METOIM Ce V3MOTI3BAT B PYTHHHM yCiIoBusL. [IpoyuBaneTo crenBa ga Gbe
U3BBpIIEHO CbrIacHO Ppkosometso ISO 43-1 (3) m 43-2 (4) m MoxXe [a ce M3MON3BA 3a OLEHSABAHE HA
BB3MPON3BOMAMOCTTA Ha METOIMTE.

,KauectBen MeTON" € aHAIMTHUEH METOJ, KOWTO MIEHTUUIMPA HATEHO BELIECTBO Bb3 OCHOBA Ha HETOBUTE XUMIYHH,
OmonornyHm wiyt GU3MUHN KauecTsa.

,KonumuectBeH MeTonm” € aHaIMTUYEH METO[I, KOITO OIpenersd KOIM4eCTBOTO MM ToJIEMMHATa Ha 4acTTa OT HaieHO
BEIIECTBO, TaKa u€ a MOXKe ia ce u3pasu KaTro III/I(])pOBa CTOVHOCT Ha TOOXOMSIIM eqUHULIN.

,,KOHTPOHCH OIINT 3a OIIpENIEIIAHE Ha peaKT]/lBa“ € 3aBbpIICHA aHATIUTUYHA IIPOLIENYpa, IPUIIOXKEHA 6e3 TecToBaTa YaCT
WM KaTO €€ M3IOJI3Ba €KBMBAJIEHTHO KOIMYECTBO ITOOXOMALL pa3TBOP BMECTO TECTOBAaTa 4YacT.

,Bb3CTaHOBsBaHE" € NMPOLIEHT HA MCTMHCKATA KOHIIEHTPALMSA Ha BEIECTBO, Bb3CTAHOBEHA 10 BpeMe Ha aHaIMTMYHA
npouenypa. Onpegernst ce Mo Bpeme Ha BATMAMPAHETO, AKO HSMA HA Pa3MONOKEHMe CepTUPUIMpPAH pedepeHTeH
MaTepuar.

,,Ped)epeHTeH MaTepI/laJ’l“ € Marepuail, €IHO MM HAKOJIKO KayecTsa OT KOIITO ca 6umu NOTBBPACHN UpE3 BalMIMPaH
METOI, 3a Ja MOXKE Ia C€ MU3IO0JI3Ba 3a Kanmépmpaﬂe Ha anapar Win 3a IpoBepsAIBAHE Ha METOI 3a M3MEPBAHE.

,TTOBTOpsIEMOCT" € TIPEUM3HOCT TPY YCIOBMS Ha TIOBTOPSIEMOCT (2).

,YCIIOBMSI Ha TIOBTOPSIEMOCT” Ca YCIOBMSI, TIPY KOMTO He3aBMCUMITE Pe3yIITaTH OT TeCTa Ca MONyYeH! 10 eVH U ChIIl
METOJI BbPXY MICHTUYHM TECTOBH SNMHMUIIM B €[IHA U Chlia TAOOPATOPYIst OT EIMH U ChLL ONEPATOP, KATO € U3ION3BAHO
€[IHO U ChIIO 00opyHBaHe (2).

,BB3IPOM3BOIMMOCT € TIPELM3HOCT TPH YCIIOBMS Ha BB3IPOU3BOIMMOCT (2)(4).

,YCIOBUSL Ha BB3IPOM3BOAMMOCT® €a YCIIOBMSL, TPU KOUTO PE3YNITATUTE OT TECTA Ca MONyUeHH 1O eIUH U ChILM METOL
BbPXY MIEHTUYHM TECTOBY €MHULI B PA3IN4HN TA00PATOPIH OT PasiMUHM ONEPATOPH, KATO € U3IION3BAHO PA3INIHO
obopymnsate (2)(4).

,VI3HOCOYCTOMUMBOCT" € MONATIMBOCTTA Ha NaleH aHATIMTUYEH METOM KbM IPOMEHU B EKCTIEPUMEHTAIHITE YCIOBHS,
KOMTO MOTAT J1a Cé M3Pa3AT KaTO CIMCHK Ha MaTepuaiyi 3a MpoOu, aHATUTH, YCTIOBMS 3a ChXPAHEHME, YCIOBUS Ha
OKOJIHATa CPela M[WIM yCIOBMs 3a MOUTOTOBKA Ha TPo0ara, NPy KOUTO METOXBT MOXE [id Ce MPWIOXM, KaKTO €
TOCOYEHO MITM € ONpeeNeHy MUHMMATHY TPoMeHi. [10 OTHOWeHYe Ha BCMUKM €KCIIEPUMEHTAITHM YCIIOBUS, KOUTO
0Oyxa MOITIA Ha MPAKTHKA 12 TIOWIEKAT Ha BAPMpaHe (Hampumep cTaGITHOCT Ha PEAKTHBH, ChCTaB Ha mpoGara, pH,
TEMIIEpATyPa), BCAKAKBY Pasiiausi, KOUTO OXa MOITIM [1a OKAXKAT Bb3UENCTBIE BbPXY AHATMTUYHMS PE3YIITAT, CIelBa
na ObHaT mocoyeHn.

,[1pasHo onpefernsiHe Ha MPpo0a“ € LSIIOCTHA AHATIMTIYHA [IPOLIENyPa, IPIMIIOKEHa KbM 4acT OT TeCT, B3eTa OT Ipoba,
B KOSITO aHAIUTDT JIIICBA.

,,CKPI/IHI/IHI' MeTOm"“ 03Ha4yaBa MeTOI, KOJATO Ce M3MOJI3BAT 3a OTKpMBaHE HAJIMYMETO Ha BEWICCTBO MM BUIOBE BEIICCTBA
Ha HMBO OT 3HaueHue. Te3y MeTOmy IaBaT Bb3MOKHOCT 3a BUCOK TPOLEHT Ha aHalIN3 Ha HpO6I/lTe U C€ M3MOJI3BaT 3a
OTCABAHE HA TOJISAM 6p0]7[ oT l'[pO6I/1T€ C IIOTEHLMAJIEH PE3yNTaT Ha HECbOTBETCTBUE. Te ca cmeumanHo ch3mameHu, 3a
oa ce usOernar (l)aHIIII/[BI/lTC pe3ynrati Ha CbOTBETCTBUE.

EdMHIYHO 1a60paTOpHO NPOyUBaHe (BBTPELIHO MOTBHPKICHUE) € AHATUTUYHO IPOYUBAHE, IPY KOETO Ce BKITIOYBA
efHa 11abopaTopys, U3MON3BA Ce eIMH METON, 3 [a C¢ aHANM3UPAT CIHMU Y ChUIM MM PA3NUYHM TECTOBM MATepUai
IpY Pa3IMYHM YCTIOBUSA TIPE3 YMEPEHO [/ MHTEpPBaly OT BpPEMe.

,CrIetmUUHOCT € CIOCOOHOCTTA Ha JTalleH METOI [1a pasiliyaBa aHaJIuTa, KOITO ce M3MepBa, OT Apyru BewiecTsa. Tasu
XapaKTepUCTUKA ¢ NPEIMMHO QYHKLMS Ha ONMCAHATA M3MEPBATEIIHA TEXHMKA, HO MOXe [1d BAPUPA B 3aBUCUMOCT OT
BMIA Ha CMECTA VIIM CBHP3BALIOTO BELIECTBO.
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,CTaHmapTHa [06aBKa“ e mpolelypa, IpK KOATO IpobaTa 3a TecT ce pasderlst HA [Be (M IOBede) YacTit OT Ipoba.
Enxara wacT ce aHanM3ypa CaMOCTOSITENHO, @ KbM IPYIMTE YacTi OT Ipo6y Ipemy aHamu3a ce HOOaBSIT M3BECTHI
KOJMYECTBA CTAHOAPTEH aHATNUT. KOnmuecTBoTo MOOaBEH CTAHIApTEH aHATMT CIEBA [d € MEXMy [BA M T IIbTH
M3YVCTIEHOTO KOJNYECTBO aHAINT B mpobata. Tasu mpoledypa e Ch3aleHa, 3a Ia ce ONpEHeNnyt ChIbPXKAHMETO Ha
AHAIUT B [afieHa po0a, KaTo ce MMa MPeBII Bb3CTAHOBSBAHETO HA AHANMTUYHATA IPOLIEMypa.

,CTaHIapTeH aHaIMT" ¢ AHAJIUT, YMUTO ChIIbPKAHMUE 1 YMCTOTA Ca M3BECTHMU M YIOCTOBEPEHMU M KOITO TPY aHAIIM3 ce
M3IIONI3BA 32 pedepeHTeH.

,BelecTBo” e Matepusi OT KOHKPETEH MM ONpENesieH XUMUUEH ChCTAB M HErOBIUTE MeTaboMuTIL.

,dact ot mpo6a“ e KONMMUECTBOTO MaTepuall, M3BIEYEHO OT Mpo0aTa 3a TECT, BbPXY KOETO Ce M3BHPIIBA TECTBT MITM
HaOIIIOIeHMeTo.

,Tecroa npoGa“ e mpoGara, PUTOTBEHa OT Ta00paTOpHaTa IPoba ¥ OT KOSATO Ce B3EMAT YacTu OT Ipobara.

WCTMHHOCT® € GMM30CTTa Ha CITIACYBAHOCT MEXKITY CPEIHATA CTOIHOCT, [IOJTyYeHa OT TOJIsIMA MIOPEMMLIA OT Pe3yNTaTy
OT TeCT, J1 IIPHeTaTa pedepeHTHa CTOMHOCT. VICTHHHOCTTAa OOMKHOBEHO Ce 13Da3siBa KaTo OTKIOHEeHye (2).

LEnmenum ca emmamuyte, konro ca ommcanut B 1ISO 31 (20) u B Hupekrnsa 71/354/EO (19).

LBamiaypane” 03HauaBa MOTBBPXKIABAHE Upe3 M3CIIENBAHE M NPENOCTABSIHE HA eQeKTUBHO IOKA3ATEINCTBO, ue
KOHKDETHUTE M3MCKBAHIS 33 CIELMPUUHO MpeNHa3HaueHa yrmoTpeba ca umbiHeHn (1).

,BBTpelHOmab0paTopHa Bb3IPOU3BOIUMOCT € IPELIM3HOCT, Oy YeHa B eHA I ChLA TA00PATOPYIS TPV [IPEIBUICHI
(mpemBapuTeNnHO OMOOPEHy) YCIOBNS (OTHACSIIM Ce HAIPMMEp O METOM, TeCTOBI MaTepualli, OIepaTopy, OKOIHA
Cpefia) TIpe3 yMEPEHO IIBIITY MHTEPBAIIM OT BPEMe.

2. KPUTEPUU 3A EQEKTMBHOCT U OPYTU U3NCKBAHUSA 3A AHATIMTUYHU METOIIN

AHAITUTHYHY METOIM YT KOMOMHALMI OT METOMM, Pa3IMuHM OT OMMUCAHUTE MO-TOJY, MOTAT A Ce M3ION3BAT CAMO 3a
CKPMHMHT /11 33 IIOTBBP2KIIABALIM LIEIIN, KO Ce [IOKAXKe, e OTTOBAPST Ha ChOTBETHNTE M3MCKBAHNS, YCTAHOBEHM B HACTOSILIOTO
pelieHye.

2.1.2.1.

2.1.2.2.

2.1. OBLIM U3NCKBAHUA

Tpertupase Ha nmpoou

[Ipobute ce nomyuasar, Tperupar 1 06paboTBaT, Taka Ye 1a MMa MAKCUMAJIeH LIAHC [a Ce OTKPME BELIECTBOTO.
[Tpowemypute 3a TpeTupaHe Ha NpoOuTe NMPENOTBPATSABAT BB3MOKHOCTTA OT CIydailHa 3apasa wiy 3ary0a Ha
aHaJIUTH.

M3nbHeHUe Ha TeCTOBE

Bs3cmanosasare

Ilo BpeMe Ha aHany3a Ha MPOOKTE BH3CTAHOBSBAHETO Ce OMpENeNs BbB BCSIKA MAPTUIA MPOOH, aKO Ce UBIION3BA
dukcypan akTop 3a KOPUIMpAaHe Ha BH3CTAHOBSIBAHETO. AKO BB3CTAHOBSIBAHETO € B PAMKMTE HA TPAHNLINTE,
dukcypanmsT $akTOp 3a KOpUIMpaHe MOXKe 1A Ce M3MOMI3BA. B mpoTmeeH ciydait ce u3momssa GaKTOPHT Ha
BB3CTAHOBSIBAHE, TONyUeH 33 TA3y KOHKPETHA MApTHIA, OCBEH AKO He Ce MPUIOXM CelnduuHmsIT GakTop Ha
BB3CTAHOBSIBAHE HA AHANNTA B P00ATa, KATO B TO3M CJIy4ail 3a KOMMUECTBEHOTO OMpEIesIsiHe HA AHAIUT B TaieHa
mpo0a ce M3MOMI3BA MPOLEAYPATa 3a CTAHIAPTHA M00ABKA (BUK 3.5) MM BBTPELIeH CTAHIAPT.

Cneyuduunocm

l'IpM CKCIIEPUMEHTAITHU YCIIOBUA € METOIA MOZKE [1a IPaBM padrpaHNMYEHNE MEXNY aHalluTa 1 JPYrUTe BELWECTBA.
HeOéXOHI/IMO € JJa ce M3UMCIM JI0 KaKBa CTeNeH € Bb3MOXKHO ToBa. KoraTo ce m31or3Ba omnmcaHata TeXHUKA Ha
U3MEpBaHe, € HeO6XO[II/[M0 I1a Ce IIpUII02KaT CTpaTernm 3a NpeonoJsiBaHe Ha BCAKO CMECBAHE € BELIECTBA, KOETO MOXKE
l1a ce npensmiou, Kato HallpuMEp XOMOJIOIM, aHallorunu, MeTa0oIMuHI MpOoOyKTN OT CbOTBETHUSA OCTaThK. Or
CBhIIECTBEHO 3HAYCHME € 1A Ce M3CIIeJBa CMECBAHETO, KOETO 6u MorIia [1a Bb3HMKHE OT KOMIIOHEHT!) Ha CBbP3BALIOTO
BEIIECTBO.

2.2. CKPMHMHI METOON

3a uenure Ha CKpUHUHTA ChriiacHO [upektisa 96/23[EO ce M3MOI3BaT CAMO Te3) aHAJIMTUYHM TEXHMKM, 32 KOUTO MOXKeE [
ce IPOCTIeNy 10 TOKYMEHTalleH HauyH, ue Ca BaIMPAHN M MMAT QayllyBa CTENeH Ha ChOTBETCTBME OT < 5 % (B-rpewka) Ha

HIUBOTO

oT 3HaueHue. B cnyqal?[ Ha CbMHEHME 3a pe3yJiTaT Ha HECBbOTBETCTBME TO3M pE3yiTaT Ce€ IMOTBbpXKMaBa 4pe3

TOTBbPIUTETIEH METOMI.
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2.3. METOIM 3A TIOTBbPXIEHME 3A OPTAHMYHN OCTATBUM U 3BAMBPCUTEIIN

HOTB'LPJZ[I/ITeIIHI/ITC METOOM 3a OpraHMYHM OCTaTbLM MIIA 3aMBPCUTEIIN ITPEIOCTABAT I/IH(IJOpMaIII/[H 3a XMMMYHAaTa CTPYKTypa Ha
a”anura. CreoBaTeNTHO METOOM, OCHOBAaHM CaMO Ha XpOM&TOl'pa(l)CKI/[ aHaJms, Oe3 M3NON3BaHE Ha CIIEKTPOMETPUYHO
OTKpHMBaHE, HE Ca NMOOXOIAIM Ha €€ M3IOJI3BAT CAMOCTOATEIIHO KaTO IOTBbPANTEITHA METOON. HeszaBucumo oT TOBa, aKO Ha
JageHa TEXHUKa U JIAIICBA JIOCTaTbYHO CHCHI/[(I)]/[‘{HOCT, KejlaHaTa CIIeIII/I(])I/I‘{HOCT Ce II0CTUTa Ype3 aHATIUTUYHU IIPOLENYpH,
CBCTOAIINM C€ OT IOOXOMSIIN KOM6I/[H31H/I]/[ OT IIOYMCTBAHE, Xpoma'rorpa(})cx(o OTHEIIsAHE (OTHCHHHM}I) " CHEKTPOMETPUUHO
OTKpHMBaHe.

CriemHMTe METONIN WJTU KOM6V[HaLlVIVl OT METOM CE€ CUMUTAT 34 MOIXOMSAIIN 32 VlJIleHTI/l(l)I/lLlVIpaHeTO Ha OpraHN4HM OTHaIbUN VIIN
3aMbPCUTEIIN 3a TIOCOUEHUTE I'PYIN BELIECTBA:

Ta6nuua 1

IMonxonsaum MeTomm 3a NMOTBbPKIEHUE 32 OPraHNYHN OCTAThLIM M 3aMbPCUTETIU

Texnuka 3a usmepsane

BewecTsa npuoxe-

me 1 96/23/EO OrpannueHust

LC

CIIEKTPOMETPUYHO OTKpUBaHE

CaMo aKo criefiBa IIOCTOSIHHO WM HeNocTosHHO (on-line mim off-
line) xpomarorpadcko otmernsHe

GC ¢ wmacoso | rpymu A u b

CaMo aKo ca U3MOJ3BAHM TeXHUKY 34 ITbIIHO CKAHMPAHE MM KaTo ce
u3non3ear moxe 3 (or rpyna b) umm 4 (ot rpyna A) uneHTMduka-
LMOHHM TOYKM 33 TeXHUKM, KOUTO He PETVCTPUPAT BCUUKM MAacoBy

CIIeKTpU

LC wm GC ¢ IR |rpymnAuB Heobxomumo e fa ce OTTOBOpM Ha CrelMGUUHMTE M3MUCKBAHMS 33

CIIEKTPOMETPUYHO OTKPUBAHE abcopOumst mpyu IR-ciekToMeTpusiTa

LC — mbnHo ckanupade DAD | rpyna b Heo6xommMo e 1a ce OTToBOpY Ha CrieUMUUHNUTE M3NUCKBAHMS 33
abcopbumst mpy UV-criekTpoMeTpusita

LC — ¢myopecuerums rpyna b CaMo 3a MOITEKYIIN, KOUTO [IPOSIBSBAT €CTECTBEHA (IyOPeCLeHIILs, 1
32 MOVNEKYNM, KOMTO IpOSBSIBAT  (IIyOpeCLeHINs — CIIen
TPaHCHOPMALIVS I CTIEll [epUBATH3ALILS

2-D TLC — meiHo UV/VIS | rpyna b IeyusmepHata HPTLC-xpomarorpadusi u Koxpomarorpadusira ca

CKaHMpaHe 3aIb/IKUTETTHN

GC orkpuBaHe ¢ nomolITa Ha | rpyna b Camo aKo ce M3MONI3BAT 1B KOJIOHM C PA3NIMYHA IOJISAPHOCT

XBalllaHe Ha eJIeKTPOHM

LC umyHOrpama rpyna b CaMo 4aKO ce M3ION3BAT [IOHE [Be PA3TMUYHM XPOMATOrPAaCKI CC-

LC-UV|VIS (emuHmuna mwn- | [pyma b
KIMHA Ha BbJTHA)

TeMJ WM BTOPY HE3aBUCUM METON 3a OTKpMBaHE

CaMo aKo ce M3IOIN3BAT [IOHE [Be PA3TIMYHM XPOMATOrPAdCKM CIC-
TEMJ MIIM BTOPU HE3ABUCUM METOIL 33 OTKpMBAHE

OOwM KpUTepuy M M3MCKBAHMS 32 eeKTUBHOCT

HOTB'LPI[I/ITCHHI/ITQ METOOM IPENOCTABAT I/[H(l)OpMaIII/IH 3a XMMYHATa CTPYKTypa Ha aHaJIATa. AKo ToBeue OT eHa
CbCTaBKa [laBa €VH U CBILL OTTOBOP, I1OCIIE METOOBT HE MOXKE [1a HAIIpaBy Pa3iiiKa MEXKMIY Te3 CbCTaBKU. Mertomu,
OCHOBaHM CaMO Ha XpOMaTOl'pa(l)CKI/[ aHaJms, 6e3 M3Mos3BaHe Ha CIIEKTPOMETPNYHO OTKpMBAHE, HE Ca ITOOXOIAIIN
[1a ce M3IOJI3BAT CAMOCTOATEIIHO KaTO METOM 3a IOTBbPKIEHME.

AKO ce HaJara M3IoJI3BaHeTo Ha MOJIXOJISIIL BBTPELICH CTAaHIAPT B METONA, TOM ce 110633}1 KbM 4acT OT npo6aTa B
HayaJloTo Ha IpoLeaypaTa Ha €KCTpaKIus. B 3aBucuMoCT OT BH3MOXKHOCTTA Ma Ce HaMepAIT, CE€ UBIOJI3BAT MIIN
CTaOMITHYM U30TOIHM Cl)Ole/l Ha aHaJIMTa, KOUTO €A UBKIIIOUMUTEIIHO IOOXOHALIN IIPU MACOBO CIIEKTPOMETPUUHO
OTKpUBaHE, WIN CbEAMHEHNS, KOUTO Ca OIU3KHM 1O CTPYKTypa 0O aHalInTa.

Korato He MO2ke [1a ce M3I0I3Ba OIXOMISIL BbTPELieH CTAHIAPT, MICHTUUIMPAHETO Ha aHATIUTA C NIOTBHPKIIABA
upe3 KoXpomatorpadust. B 031 crryuait ce moctura caMo eIMH BPbX, KaTO yBeIMUCHATA BUCOUMHA Ha BbpXa (1In
001acTTa) € eKBMBAJICHTHA Ha KOIM4ecTBOTO f00aseH aHaimut. C radosa xpomatorpadus (GC) miam TeuHa
xpomarorpaust (LC) mmpuHaTa Ha BbpXa Ha MOJIOBMH MAaKCMMAJIHA BMCOYMHA € B pamkute Ha 90—110 % or
00XBaTa Ha OPUTVMHAIHATA WIMPOYMHA U TIEPUONNTE Ha 3AIbPKAHE Ca MICHTUYHN C Pa3fMKa B paMKuTe Ha 5 %. 3a
METOIIUTE Ha ThHKOCIOiHaTa XpoMarorpagus (TLC) caMo IETHOTO, 3a KOETO ce IpEIIONara, 4e ce Ib/IKU Ha
aHajmMTa, Ce MOICUIIBA; HOBO IIETHO He Ce NOABABA U BU3YaJIHUAT U3IJIEN HE Ce IPOMEHS.
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2.3.2.1.

2.3.2.2.

3a mpemounTare ¢ pegepeHTHIST WK 000raTeHVIST MaTepuall, ChIbP2KALL M3BECTHI KOMIYECTBA AHAIUT, KOITO
€ Ha yyM 6111130 10 JIOMYCTMMATA TPAHMLA WM KPUTUYHATA IPaHuIa (HeChOTBETCTBALIA KOHTPOIHA 1P00a), KaKTO
¥ CHOTBETCTBALUMTE KOHTPOIIHM MaTepUali 1 TpasHy NpoOu 3a peakTys 1a ce MOUIOKAT Ha Ls/aTa IPOLEypa,
ITHOBPEMEHHO C AHANM3MPAHETO HA BCSKA MAPTHIA MPOOM 3a TeCT. PembT 3a MHXKEKTMPAHe HA KCTPAKTUTE B
QHAMUTHMYHIS AIapaT e, KaKTo CIIefBa: PasHa Mpoba 3a PeakTyB, CHOTBETCTBALUA KOHTPOMHA mpola, mpoba(u),
KOs1(11)TO MOIUIEKN(aT) Ha IOTBbPKIEHNE, ChOTBETCTBALLA KOHTPOITHA IPOGA OTHOBO 1 HAKPAsi — HECOTBETCTBALLA
KOHTPOJIHA 1IP06a. BCSKO OTKIOHEHNE OT T3y MOCIENOBATEHOCT Ce 0G0CHOBABA.

TombHuTETHI Kpurepum 3a e(l)eKTMBHOCT M OPYyru USUCKBAHMA 32 KOJIMYECTBEHUTE METOIM 33 aHAIIN3

Bﬂpuocm Ha RoAuvecmeeHume /nemoau

B cryuait Ha IOBTOPHY aHAMu3M Ha cepTUGUUVPAH pedepeHTeH MaTepyall HaCOUBALIMST O0XBAT Ha OTKIIOHEHIETO
HA EKCIEPUMEHTAlIHO OIpEIETIeHOTO BB3CTAHOBSBAHE, KOPUIMPAHO CbC CpEOHA MacoBa (paKuys, oOT
CepTUQUUMPAHATA CTOMHOCT €, KAKTO CIIelIBa:

Ta6muua 2

MuHumanHa BSAPHOCT Ha KOJIMYECTBEHUTE METOON

Macosa ¢pakimst Obxsar
< 1 pglkg Or-50 % mo + 20 %
> 1 pgfkg mo 10 pg/kg Or-30 % mo + 10 %
> 10 pglkg Or-20 % mno+10 %

Ako He ca Hamuny Takusa CRM, e IpueTo BEPHOCTTa Ha M3MEPBAHETO M1 Ce OLEHM Ype3 Bb3CTAHOBABAHE Ha
M06ABKY Ha MO3HATI KOMMYECTBA aHATNT(M) KbM Ipa3Ha MaTpuua. [JaHHNTe, KOPUIMPAHIL C Bb3CTAHOBSBAHE HA
CPEIHATA CTOJHOCT, Ca IIPMEMITMBI CaMO KOTaTo MOIAfaT B 00XBaTHTe, MOCOUeH! B Tabmima 2.

Hpeu,usuocm Ha RoAuvecmeeHume /nemoau

Byrpemnona6oparopuusT koeduuvent Ha sapuauyst (CV) Ipy OBTOpeH aHAIM3 Ha pedepeHTeH JIK HONCHICH
MaTepuall IIpy yCIOBUS Ha BH3IPOM3BOAMMOCT He CJIeBa JIa HalBMIIABA HUBOTO, M3UNCIIEHO C PaBEHCTBOTO Ha
Xopymu. ToBa paseHcTBO €:

cV = 2(1 - 0,5 log C),

kwiero C e MacoaTa paKs, M3paseHa KaTo BaneHTHOCT (cTeren) Ha 10 (Hampumep 1 mg[g = 107%). B ra6bmuma 3
Ca NPEJICTaBeHN TIPUMEPIL.

Ta6muua 3

Mpumepu 3a Bu3npoussoauMoct Ha CV 3a KONMYECTBEHN METOIM NPY 06XBAT Ha AHATIMTUUHU
MacoBu pparumn

Macosa dpakist Branponssomumoct CV (%)
1 pglkg ()
10 pglkg 0
100 pg/kg 23
1000 pgfkg (1 mg/kg) 16

(") 3a macosu ppakumu, no-uucku or 100 pg/kg, npunararero Ha paseHcTBOTO Ha XOPYMII 1aBa HEIIPUEMITMBO BICOKU CTOIHO-
crut. Topamm Tosa CV 3a KoHuenTpawy, no-manku or 100 pg/kg, e Bb3MOKHO Haii-HUCHK.

3a aHanmu3u, M3BBPIICHN TPV IIOBTOPSIEMI YCIOBILS, BHTpelHomabopatopHust kKoeduumeHt (CV) 0GMKHOBEHO €
MeXIy egHa BTOpa M [IBe TPETH OT TOPENOCOYEHNMTe CTONHOCTM. 3a aHanM3uTe, M3BBPUIEHM MPH
BBTPEIIHOMA00PATOPHN YCIOBISL 32 BB3IPOM3BOMMMOCT, BhTpemHonaboparoprute CV He ca mo-ronemu ot CV 3a
BB3MPOM3BOTMMOCT.

B Cllydass Ha BeWeEeCTBa C YCTAHOBEHA [ONYCTMMAa TIpaHMla METOOBT IIOCTUTA B'b'rpeumona6opa'ropﬂa
BB3IIPOU3BOVIMOCT, KOATO HE € II0-TOJIsIMa OT ChbOTBETHOTO CV 3a BB3ITPOM3BOAMMOCT IIPM KOHUEHTPpALVA Ha 0,5
X JIOIlyCTMMAaTa IpaHMIIa.
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2.3.3.1.

2.3.3.2.

KpMTCpl/lM 3a e(l)eKTl/lBHOCT ¥ IpyTu U3MCKBaHUSA 32 MaCOBO CIIEKTPOMETPUYHO OTKpUBaHe

Macosure CIIEKTPOMETPUYHM METOOM Ca INOOXOHALIN 33 Pa3rNIEKIAHE KATO IOTBbPHUTEIIHM METOIN CaMO Cllel
TMOCTOSAHHO MJIN HEIMOCTOSIHHO XpOMaTOI‘pad)CKO OTHEIIAHE.

Xpomamozpadcro omdenane

3a GC-MS mpouetypire ra30B0T0 XpOMATOrpa)ckO OTIEIISIHE Ce M3BBPIIIBA, KATO Ce U3ION3BAT KAIIPHI KOTIOHM.
3a LC-MS npouemypute XpoMaTorpadcKoTo OTHENSHE Ce M3BBPLIBA, KATO Ce ¥3Mom3Bar nogxomsium LC KOmoH:.
BbB BCEKM CITyuali MIHMMAITHOTO MPMEMITMBO BpEMe Ha 3aTbprKaHe 3a aHATINTA, KOWTO ce MpoBepsBa, € MIBa BTN
BPEMETO 3a 3aIIbp2KaHe, ChOTBETCTBALLO Ha IPa3HILs 00eM Ha KOJIOHaTa. BpeMeTo 3a 3arbpakaHe (W1y CPaBHUTEITHOTO
BpeMe 3a 3aIbpKaHe) HA aHAITA B YaCTTa OT IPo0a CHOTBETCTBA HA KANMOPALVOHHNS CTAHIAPT B PAMKNTE HA
crrerydyueH BpeMeBI IIPO30pell 3a 3arbpaare. To3u Po3opels 3a 3aIbpaKaHe € ChJ3MEPVIM C IeliCTBAIIATA MOLIHOCT
Ha XpoMarorpadckata cucrema. ChOTHOIIEHNMETO HA XPOMATOrPadCKOTO BpeMe 3a 3aIbprKaHe Ha AHAIINTA KbM TOBA
HA BBTPENIHNS CTAHIAPT, T.€. CHOTBETHOTO BPEME 33 3aIbp2KAHe HA AHAINTA CHOTBETCTBA Ha TOBA B KANMOPALIMOHHIS
pastsop npu otkioHeHne ot + 0,5 % 3a GCu + 2,5 % 3a LC.

Macoso CNERMPOMEMPUUHO OMRPUBAHE

MacoBoTo crieKTpOMETpUYHO OTKPYBaHE Ce U3BbPIIBA, KATO Ce pularat MS TexHMKHM, KaTo 3anucBane Ha UsAI0CTeH
CHeKTBP (ITHITHO CKaHMpane) wmu u3bpan iionoB Monutopunr (MVIM), Kakto u MS-MS™ Texumku, Kato usbpan
peakruser MoHutopuHr (VIPM) mimt npyru nopxomsium MS min MS-MS™ TexHukn B KOMOMHALMS € TIOIXOMSIIIN
Tionmsypan Mopenu. Ilpn MacoBa creKTpoMeTpus ¢ Bucoka pesomomms (MCBP) pesomommsara Kato 1o e
no-rojisiva ot 10 000 3a uemst Maco o0xsar ot 10 %.

[IbnHo ckanmpane: Korato ce u3BbpLIBa MACOBO CIIEKTPOMETPUUHO ONPENesIAHe Upe3 3amucBaHe Ha CIEeKThP ¢
ITBITHO CKAHMpaHe, HalM4ieTo Ha BCUUKM M3MEpPEeHN IMarHOCTIYHM JOHM (MOTIEKYTSpHUTE JIOHM, XapaKTepHuTe
aIyKTV Ha MOTIEKYJISIPHITE JIOHM, XaPaKTepPHI QParMeHTHY JOHI V1 M30TOIHY I{OHI) [PV CPABHUTETICH MHTCH3UTET
ot noseye 0T 10 % B pedepeHTHNUS CIEKTHP Ha CTAHIAPTA 3a KAnMOpUpaHe € 3aiIbIIKUTENHO.

WIAM: KoraTo ce M3BBpIIBA MACOBO CTIEKTPOMETPUYHO OMpENeNsHe upe3 GparMeHTorpadus, 3a MpeInouNTaHe ¢
MOJIEKY/ISIPHUSAT JOH 1a Oblle eMH OT M3OPaHuTe IMATHOCTIYHY FOHM (MOIIEKYIIAPHIUS FiOH, XapaKTepHM allyKTy
HAa MOIEKYJLSIPHIS JOH, XapakTepH! (QpAarMeHTHM VIOHM M BCHYKV TeXHIM J30TONHM JioHy). VsOpamure
IMATHOCTIYHY VIOHM He CTIefiBa 1a IPOM3XOKMIAT M3ILIIO OT ChIIATa YacT Ha MoreKynaTa. ChOTHOIIEHMETO CUTHAT
KbM IIyM 3a BCEKM IMarHocTvyeH JoH e > 3:1.

Mpnno ckannpane u VM: CpaBHUTENHUAT WHTEH3UTET HA OTKPUTHTE JIOHM, M3Pa3eH KATO MPOLEHT OT
VIHTEH3UTETA Ha HAj{-MHTCH3MBHYIS IOH MM KaTO IIPEXOM, CHOTBETCTBA Ha Te3) OT CTAHIAPTA 33 KamOpupare v
OT Pa3TBOPY Ha CTAHIAPT 3 KaMOPMpaHe, WM OT 30CTPEHI MOCTPH, IIPY CPABHUMI KOHLICHTPATH, M3MEPEHN TPY
CBILTE YCIIOBMS TIPU CIIEAHNTE OTKIIOHEHMS:

Ta6nuua 4

MakcuManHo No3BOJIeHM OTKJIOHeHMS 3a CpPaBHUTEITHN IOHOBYM MHTEH3UTETH Yype3 U3MOJI3BaHe Ha
onpeneneH 00xBaT MacoBu CIIEKTPOMETPUYHU TEXHUKU

CI-GC-MS, GC-MS"

CpaBHUTEIIEH MHTEH3UTET EI-GC-MS LC-MS, LC-MS"
(% ot Gasmcryst BPBX) (cpaBHuTEIIEH)
(cpaBHUTEICH)
>50 % +10 % +20 %
> 20 % o 50 % +15% +25%
>10 % mo 20 % +20 % +30 %
<10 % 50 % £ 50 %

Nurepnperupane Ha MaCOBYM CHEKTPAIHYU NAHHN: CPABHUTETIHUAT MHTEH3UTET HA IUaTHOCTUYHUTE AOHU
V[WY [IPeKypCOpY/IIPOIYKTOBY JOHHM IBOVKM Ce MIEHTUQMUMPA, KATO Ce CPABHAT CIIEKTPHTE JUIM KATO Ce
MHTETPUPAT CUTHAIIUTe HA eIMHHMTE MACOBI OCTATBHLM. Bceknu IBT KOraTo ce mpurara $OHOBA KOPEKUNS, T ce
IpusIara eTHAKBO [pe3 LAaTa MAPTUAA (BUK Touka 2.3.1, ueTBbpTM Maparpad) 1 ce OCOUBA SICHO.

[IbnHo0 ckanupaHne: Koraro ce perucTpypa II'b/IHO CKaHMpaHe Ha CIEKThpPa B eAMHHA MacoBa CIIEKTPOMETpPUS,
MUHMMYM YeTVPH JOHA Ca HAIMYHM TIPY CPABHUTEICH MHTEH3UTET OT 2 10 % oT 6a30Bus BpbX. MONEKyIISApHUST
JIOH € BKJIIOYEH, aKO € HajlMueH B pe(epeHTHIs CIIEKTbP ChC CpaBHUTeNleH MHTeH3uteT oT > 10 %. TloHe yetnpu
JIOHAa JIeXaT B paMKMTe Ha MAKCHMAJHO I03BOJIEHMTE OTKIIOHEHMS 3a CPAaBHUTEIIHM JIOHHM MHTEH3UTETH
(rabnuia 5). Moxe 1a ce M3MONI3Ba ThPCEHE B KOMIMIOTpU3MpaHa Oubrmoteka. B To3u cityuait cpaBHEHMETO Ha
MAacOBY CIIEKTPAIIHM HaHHM B TECTOBMUTE MPOOYM KbM Tasu Ha KanuOpupais pasTBop crlefBa [a HaaXBbpIis
KpuTHUHMS $aKTOp Ha chBrnajeHue. To3u GakTop crielisa 1a Gbie onperiesieH 0 BpeMe Ha Ipolieca Ha BaslinpaHe
Ha BCEKV aHAJIUT Bb3 OCHOBA Ha CIIEKTBP, 3a KOWTO Ca M3IIBIIHEH!M OMMCAHUTE MO-IOMy KpuTepyun. Bapuaumure B
CIIEKThpa, IPUUMHEHN OT M3BaJIKOBAaTa MaTpUIiA, U NETEKTOPHOTO U3ITbIIHEHME CE TIPOBEPSIBAT.
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UIIM: KoraTo ce M3MepBaT MAacOBY GParMeHTH, KaTo ce W3MON3BAT APYTH TEXHUKY, PA3MAUHI OT Te3U 32 ITHIHO
CKaHMpaHe, 3a MHTEPIpPETMPAHe HA HAHHWTE Ce M3MOI3BA CHCTeMA Ha WMICHTM(MKALMOHHM TOUKM. 3a
MOTBbPKIABAHE HA BELIECTBATA B CINICHKA B Ipyma A ot mpusoxenve | koM [upektisa 96/23[EO, ce nsncksar
MIUHIMYM 4 MAeHTUQUKALMOHHI TOYKI. 33 MOTBbPKIABAHE HA BEIIECTBATA B CIVChKA B Ipyma b ot mpumoxenne
I xpM Hupextusa 96/23/EO ce msuckBat MuHUMYM 3 ueHTHOUKALMOHEN Touky. Tabnmuuata mo-moiy nokassa
HOMepa Ha MACHTUPUKALMOHHITE TOUKHM, KOUTO MOZKe [1a MOTyU) BCSIKA OT OCHOBHITE MACOBY CIIEKTPOMETPUYHI
TeXHMKH. 3a [1a Ce HampaBy Kiacudukarmst obade Ha MICHTUPUKALMOHHITE TOUKM, HeOOXOMMMY 3a IOTBBPZKICHIE,
¥ CyMaTa MICHTUGUKALVOHHN TOUKM, KOUTO [ Ce MBUUCILAIT, € HeOOXOmMMO:

a) oa ce MBMCPI/I MVIHI/lMyM OT IIOHE €OJHO I?lOHHO CbOTHOILIEHNE;
6) BCUYKIM CHOTBETHU I/IBMepeHV[ I\/)IOHHI/I CbOTHOLICHMS Oa OTl'OBapHT Ha OIIMCAaHUTE HO-FOpe KpI/ITep]/[I/I; n
B) MAaKCMMYM TPM CIIEKTbPHM TEXHUMKM Ja MOIaT fa ce KOMOMHMPAT ¢ LieJl [1a ce MOCTUTHe MUHMMAIleH Gpoii
I/I]IeHTM(l)MKaHMOHHM TOUYKU.
Ta6muua 5

OTHOILeHNe MeX[Iy 00XBaT OT KITacoBe MacoB GparMeHT M MOIy4eH! MIEHTH(UKALMOHHN TOUKN

MS Texnuka VimeHTH$VKALMOHHI TOUKI, TIOTyYeHN 3a JOH
MacoBa CIIeKTPOMETpYst ¢ Hucka pesomoums (LR) 1,0
LR-MS" npenkypcopeH JioH 1,0
LR-MS" mpexonsy mpomykTn 1,5
HRMS 2,0
HR-MS" npenkypcopen iion 2,0
HR-MS" npexonHu mpomykt 2,5

Beneskru 100 Aunug:

(1) Bceku itoH MOXe [1a ce OOy CaMo BEITHDBK.

(2) GC-MS, Karto ce M3MON3BA eNIeKTPOHHA FOHM3ALINS, Ce CUMTA 34 PAsIIMYHA TeXHMKa crpsiMo GC-MS, KaTo ce M3MOI3Ba XMMUYHA
JOHM3aLMA.

(3) PasmmuHy aHanMTI MOTAT 4 CE M3MIOMI3BAT, 3a [1A C¢ YBENUM OPOST Ha MICHTUMKALMOHHNUTE TOYKH, CAMO aKO IIPOM3BOIHUTE
NPUITOXKAT PAsTIYHM PEAKTUBHI XMMUKAIIL.

(4) 3a Bemectsa B rpyma A ot npunoxenne 1 kbM [dupektusa 96/23/EO, ako emHa OT CreTHMTE TeXHMKM Ce M3MON3BA B
aHanuTuuHata npouenypa: HPLC, komOurmpan ¢ moiien obxsar auoseH pen ciektpodoromerpust (DAD); HPLC, komOukm-
pan ¢ gmyopecuentHo otkpusane; HPLC, komOuuypan ¢ nmyHorpama; nyyismeper TLC, KOMOMHIMpAH ChC CIIEKTPOMETPIYHO
OTKPMBAHE; MAKCUMYM €lIHa MICHTHQUKAIIMOHHA TOYKa MOZKe J1a Oblie IPENoCTaBeHa, Iy YCIOBME Ye ChOTBETHUTE KPUTEPHI
3 Te3¥ TEXHMKU Ca UBITHITHEHIL.

(5) TpexomHuTe NPOIYKTH BKIIOYBAT KAKTO [IbIIEPHU MPOIYKTH, TaKa U MPOIYKTH OT CIeBaLI TIOKOTEHISI.

Ta6muua 6

Mpumepu Ha 6post MIEHTMPUKALMOHHM TOUKH, IOJIyUeHH 32 ONpellelieH 06XBAT TEXHUKH 1
KOMOMHaumy ot TAX (n = undpa)

TCXHl/lKa(l/l) BPOI7[ JIOHU MI[CHTM;]())I/II{]I((;LIMOHHM
GC-MS (EI wmn CI) N n
GC-MS (EI n CI) 2 (EI) + 2 (CI) 4
GC-MS (EI wnu CI) 2 npoussonuu | 2 (mpoussonHa A) + 2 (npoussonHa b) 4
LC-MS N n
GC-MS-MS 1 npenxypcop 1 2 mblepHu 4
LC-MS-MS 1 npenkypcop u 2 mbluepHu 4
GC-MS-MS 2 1IpenKypcOpHU ioHa, Beeku ¢ 1 mpieps 5
LC-MS-MS 2 1penKypcopHy JioHa, Bceky ¢ 1 mblueps 5
LC-MS-MS-MS 1 npenkypcop, 1 mpumeps m 2 or cnemsaum | 5,5
TIOKOTIEHNSI
HRMS N 2n
GC-MS u LC-MS 2+2 4
GC-MS n HRMS 2+1 4
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Kpurepun 3a edpeKTUBHOCT M IPYyry M3MCKBaHUA 3a XpoMarorpadusi, odenmHeHu ¢ MHPpavyepBeHn
OTKPUTHSA

Monxomsuu BbPXOBE: IMOIXOUAIIN BBPXOBE IPENCTABIIABAT MAKCUMAITHUTE CTOMHOCTU Ha 36C0p6l_ll/lﬂ B
MH(])paqepBeHm[ CIIEKTBHP Ha CTaHOApTa 3a KaHI/I6pI/IpaHe, M3IIBITHABALIN CIICIHUTE U3MCKBAHNS.

Wnpauepsero omrpusane
Makcumanna abcop6bums: cremsa ia e B o6xsara Ha BhrHata 4000—500 cm’™.

MuTen3uteT Ha abcopOuns: He NMO-MANKO OT WA
a) cneuuduuHa MonapHa abcopOuust ot 40 110 OTHOLLIEHNE Ha BbpXoBaTa (a3oBa JIMHUS; UM
6) otHocuTenHa abcopbums ot 12,5 % ot abcopOumsTa Ha Hali-MHTEH3MBHMS BPBX B 06xBaT 4000—500 cm-!,

KOraTo 1 jsere ca 00CKT Ha M3MepBaHe M0 OTHOLIEHME Ha HyneBa abcopbums u 5 % ot abcopOupaHero Ha
Haii-HTeH3UBHMA BPHX B obxBar 4000—500 cm’, KoraTo W IBeTe ce M3MepBaT MO OTHOLIEHUE HA TAXHATA
BbPXOBa 0a30Ba JIMHISL.

3abenexka: B'LHPCKI/[ ue aJIeKBaTHUTE BbPXOBE CbITIACHO 6yKBa a) MOXKe IIa C€ ITPENNnoUNTaT OT TCOPETMUYUHA ITIEIHA
TOYKa, Te3N I10 6yKBa 6) Ca ITI0-JIECHM 3a OIpeHeaHe Ha NpaKTHKa.

OnpenieneH e OposiT Ha BbPXOBeTe B MHPAUePBEHIs CIIEKTbP HA AHAIIUTA, YANTO YECTOTH OTIOBAPST HA CHOTBETHIS
BPbX B CIIEKTbpa Ha CTaHIApTa 3a KanuGpupate, ¢ pasiuka ot + 1 cm-'.

TeArysane Ha uHpauepseHl CNERMPANHU OaHHL

ABcop6VPaHeTo ¢ HAMMYHO BbB BCHUKM OONACTI OT AHATIMTHMS CIIEKTBP, KOMTO OTFOBAPAT HA MOIXOMSLI BPBX B
pedepeHTHMST CIEKTbP OT CTAHEAPTA 3a Kanubpupare. MMUHMMYM IIeCT MONXOMSLNI BbPXA Ce M3MCKBAT B
MHQPAYepBEHNsT CIIEKTHD OT CTAHIApTa 3a KamuOpupare. AKO MMa IMO-MAjIKO OT LIECT MOAXOMSLM Bbpxa (7),
CHOTBETHIT CIIEKTHP HE MOXKe [ Ce M3ION3BA KATO pedepeHTeH CIEKTHP. ,Pe3ynTarsr, T.e. MPOLEHTLT HA
MOIXOSII BbPXOBE, YCTAHOBEHNM B MH(pauepBeHys CIEKThP Ha aHamuta, e moHe 50. Koraro HsMa TouHO
ChBIIAJICHNE 33 MOIXOMSUI BPBX, ChOTBETHATA OONIACT HA AHATMTHMSI CIIEKTBP CHOTBETCTBA HA HANMUMETO HA
KOPeCIIOHAMpaI BpbX. [Iporienypata e mpuioxuMa camo 3a BbpXoe Ha abcopOypaHe B M3BaIKOBUS CIIEKTB C
VIHTEH3MTET OT TOHE TPU ITHTU BbPXa IO BHPXOBUS UIYM.

Kputepun 3a edpeKTHBHOCT ¥ IPYTH M3MCKBAHMSA 32 ONpEE/ISIHETO HA aHATIUT upe3 u3non3sane Ha LC
C IPYTH TEXHUKN 33 OTKpUBaHe

Xpomamozpagcro omdendme

HeobxommMo e ma ce M3MONM3Ba BBTPEWICH CTAHNAPT, AKO € HATMUYEH MATepyajl, MOIXOIL 3a Ta3y Lel. 3a
NPENNounTaHe e Toil 1a € OT MOTO00eH CTAHIAPT C BpeMe Ha 3aIbpaKaHe, ONM3KO 0 TOBA HA AHANMTA. AHATUTBT
CrlenBa [1a ce OTIiee TIPU BPEMETO Ha 3abpKaHe, KOETO ¢ TUINYHO 33 KOPECTIOHIMPALINS CTAHIAPT 3 KamuOpupare
TPV ChLIMTE eKCTIEPUMEHTATHY YCIOBMS. MUHMMAIIHOTO IPUEMIIMBO BpeMe Ha 3abpaKaHe 3a aHajuTa CliedBa 1a
Obrie [IBA ITHTH BPEMETO HA 3aIbpaKaHe, OTTOBAPSIIO HA MPasHust 00eM Ha KonoHaTta. ChOTHOIIEHMETO Ha BPEMETO
3 3aIbpKaHe HA aHAJIUTA KbM TOBA HA BBTPELIHNS CTAHIAPT, T.c. ChOTBETHOTO BPEMe 3a 3aIbpKaHe Ha aHAJATa,
€ CBIIOTO KAaTO TOBA HA CTAHIAPTA 3a KanuOpypaHe B MOIXOMSIIATA MATPHLA C pasyKa oT 2,5 %.

ITenno cranupare UV/VIS omrpusane
Kpurepunre 3a edextuHoct Ha LC Metomute Criefa [1a ce M3IbIHST.

Makcumanuute abcopOLMOHHM CTOMHOCTM B CIIEKThPa Ha aHAJINTA Ca ChC ChLLATA [IbIKVHA Ha BbJHATA KATO Ta3y
HA CTaHIApTa 3a KammOpypaHe B paMKuTe Ha 00XBAT, ONpENIEsieH OT PE3ONIIOLMsTA Ha CUCTEMa 33 OTKpMBAHE. 3a
JIMOLIeH pell OTKpyBaHe 00XBaThT e OOMKHOBEHO B paMKuTe Ha * 2 nm. ClekTbpbT Ha aHammTa Han 220 nm 3a
Te31 YaCTH OT [1BaTa CIEKTbPa ChC CpaBHMTENHA abcopOumst > 10 % crieriBa [1a He € BUIMMO PasIMyeH OT CIEKTbpa
Ha CTaHmapra 3a KanuOpypade. To3u KpuTepuil e MBIBJIHEH, KOIATO, Ha IIbPBO MSCTO, Ca HAIMYHM ChLIUTE
MaKCUMAJTHM CTOJMHOCTM U, Ha BTOPO MSICTO, KOTaTO pa3/iMKaTta MeXIly [BaTa CIeKTbpa I10 HUKAKbB HAYMH He e
no-rofsiMa or 10 % ot abcopbumsra Ha CTaHmapra 3a Kamubpupae. Korato ce M3ION3Ba KOMIIOTHPHO
TOMIOMOTHATO ThpceHe B (a3a NaHHM UM OTKPMBAHE HA CHOTBETCTBYIS, CPABHSIBAHETO HA CIEKTPAIHNTE NAaHHM B
npobuTe 3a TeCT KbM Ta3u Ha KamyuOpypauiyis pa3Top CliefBa [1a HagXBbPIM KpUTHUHUS GaKTOp HA ChBIIALEHIe.
Tosu gakTop ce Ompefierist [0 BpeMe Ha MpolLieca Ha Ba/IMIVMPAHE 3a BCEKM aHANUT Ha 0a3aTa Ha CIEKTHP, 3a KOITO
OIVCAHNTE TI0-TOpe KPUTEPUY Ca M3IIBIHEHN. Bapmanymre B CrieKTbpa, IPMYMHEHM OT M3BalKOBaTa MaTpuua n
paboTara Ha IETEKTOPA, Ce MPOBEPSIBAT.
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2.3.5.4.

2.3.5.5.

Kpumepuu 3a epermugrocm na ¢ayopumempuuno omrpusane
Kpurepyure 3a epextnHoct Ha LC MeTomyTe CliefBa Ia Ce M3IIBIIHSAT.

Tosa ce nmpuiara npyu MOJIEKYJIM, KOUTO IPOABABAT €CTECTBCHA (])nyopecueﬂul/m, 1 KbM MOJIEKYIM, KOUTO
d)nyopecuupa'r uim Crien TpaHC(i)OpMaIII/IH, W CJIel, oepmuBaTU3alus. M360p'bT Ha B’l:36y)K]Z[aHII/ITe " eMUCUIOHHUTE
OBJI2KMHU Ha BBIIHUTE B KOM6I/IHaHI/I}I C XpOMaTOl'pa(l)CK]/[TC ycCIoBMA Ce ITpaBy Taka, ue [1a € MUHMUMM3MPA [10sABaTa
Ha HaMmecBalllM c€ KOMIIOHEHT! B IIPa3HUTE M3BalKM OT npo6aTa.

Hait-6rmskusar BbPXOB MAKCMMYM B XpOMaTOrpaMara ce OTIeNsA OT 0003HaYeHs aHATTUTEH BPBX C IIOHE €1HA ITbJ/IHA
BbpXOBa IIMPMHA 1PN 10 % or MakcMMariHaTa BMCOUMHA Ha aHAJIMTHUS BPBX.

Kpumepuu 3a epermugrocm 3a onpedendne Ha anasum ¢ LC umynozpama
MerompT Ha LC mMyHOrpaMa He € MOIXOMSAI 32 CAMOCTOSITENTHO U3MONI3BAHE KAaTO MOTBBPIMTEIEH METONL.
CrorserHute Kputepuu 3a LC merommre crensa 1a GbIaT U3IbIHEHN.

HpCHBapI/ITCHHO OINpeNeNieHNTE MapaMeTpy 3a KOHTPOJI Ha KaueCTBOTO, HaIpUMeEp HeCl'[eL[]/l(l)]/[‘{HO CBbP3BaHE,
OTHOCUTETIHOTO CBBP3BaHE Ha KOHTPOIIHUTE Hp06]/[ u a6c0p6l/{pamaTa CTOMHOCT Ha OnaHKaTta CliegBa foa ca B
paMKuUTE Ha rpaHMLNTE, MOITYYEHN 110 BPEME Ha BaIMOMPAHETO Ha np06aTa.

I/ImyﬂorpamaTa cIienBa oa ceé CbCTOM OT IOHE IMET (])paKII]/[I/I.
Besika (])paKII]/[ﬂ ClieriBa [1a € 1o-MaJjiko OT II0JIOBMHATA LIMPUHA Ha BbpXa.

(DpaKIIMHTa C MaKCMMAJIHO KOJIMYECTBO AHAJIMT CIle[iBa [1a € €IHa M Cblla 3a pasriexiaHara r[po6a, 3a
HECHbOTBETCTBALLIATA KOHTPOJIHA rlp06a 1 3a CTaHgapTa.

Onpedenate na anaaum upes usnoaseare Ha LC ¢ UV/VIS omrpusate (edunuuna 0sARUHA HA 66AHAMA)

Merogsr Ha LC ¢ UV/VIS orkpusane (eaMHMYHA TBIKMHA HA BBIIHATA) HE € MOIXOMSLI 33 CAMOCTOSITESHO
M3M10713BaHe KaTo MOTBbPIUTENIEH METO]I.

Hait-Onvi3KisT BbpXOB MAKCUMYM B XPOMAaTOIPaMaTa ce OTIENs OT ONPeNeNeH s AHATMTEH BPBX C IOHE eHa ITbIIHA
mpnHa Ha BbpXa npyu 10 % OoT MakcuMasHaTa BUCOUMHA HA aHATMTHMUS BPDX.

Kpurepun Ha eeKTHBHOCT ¥ IPyT¥ M3MCKBaHMSI 32 onpefensHeTo Ha anamuT ¢ 2-D TLC, o6ennHen no
UV/VIS cnekTpoMeTpiuHO OTKPUBAHE C ITBIIHO CKAHMpPaHe

Heymameper HPTLC 1 KoxpoMarorpadust ca 3abIKUTENHIL
RF croiinoctute Ha aHanuTa ChoTBEeTCTBAT Ha RF CTO/HOCTUTE Ha CTaHmApTUTE B PaMKUTE Ha *+ 5 %.
BusyanHuaT BhHIIEH BUJI HA aHANMTa He CIlefiBa J1a ce OT/IMYaBa OT CTaH[IapTa.

3a meTHA C eIMH U ChII LBST LHEHTbPBT Ha Hai1-OJIM3KO0TO METHO CliefBa [1a € OTHENICH OT LCHTbpPa Ha IETHOTO Ha
daHaJnTa € IIOHE IOJIOBMHATAa OT CyMdTa Ha IMAaMETPUTE Ha IIE€THATA.

CrekTbpbT HA AHATIMTA He CIIE[BA [a € BU3YATHO Pa3IyueH OT CMeKThPA Ha CTAHIAPTA CBHINIACHO OMMCAHOTO 33
BceobxBarHO UV/VIS orkpusate.

IIpy M3MON3BaHE HA KOMIIOTHPHO MONIMOMOTHATO ThpceHe B 0a3a JaHHM M OTKPUBAHE HA CHOTBETCTBUS 1
KOMOVMHMpAHe CPABHSBAHETO HA CIIEKTPAIIHUTE IAHHM B TECTOBMTE MPOOM KbM Te3M HA KammOpupauius pasrsop
CrTenBa a HaOXBbpIs GAaKTOpa Ha KPUTUYHO ChBhameHue. Tosy (akTop CriemBa [a ce ONpeOeNit IO BpeMe Ha
BaJIMIMpAILNS TPOLIEC 33 BCCKM aHATMT Ha 0a3ata Ha CIEKTHP, 3a KOWTO Ca M3ITBIIHEHM KPUTEPUNTE, OMUCAHM
no-rope. Bapuamm B crekTbpa, NpUUMHEHN OT ChIIATA MATPUILA, M M3IBIIHEHMETO HA [ETEKTOPA NOWIEXAT Ha
pOBepKa.

Kpurepun 3a eeKTMBHOCT 1 M3MCKBaHMsI 32 onpefensaHe Ha aHamuT ¢ GC B KOMGMHAUNA C [TeTeKTop
3a ynaBsiHe Ha enektponn (ECD)

HeoOxomMo e J1a ce M3MON3Ba BBTPELICH CTAHIAPT, aKO ¢ HAJMYeH MaTepuall, MONXOMAILI 3a Tasyu Uenl. 3a
TIPEINOYMTaHE € TOBA [1d € 0TOOHO BELIECTBO ¢ BpeMe Ha 3aIbpaKaHe, OM3KO 10 TOBA HA AHAIUTA. AHATIUTDT CIIelIBa
[1a ce OTENM TPY BpeMe 33 3abpiKaHe, KOETO ¢ TUIMYHO 33 KOPECTIOHIMPALINs CTAHAApT 3a KanubpupaHe mpu
ChIINTE yCTIoBMA. MMHMMAITHOTO MPUEMITMBO BpeMe 3a 3abprKaHe 33 aHAIAT CIIe[Ba [ € JIBa ITbTM BPEMETO 3a
3a[rbp2KaHe, CbOTBETCTBALLIO Ha IPa3HItst 06eM KoroHa. ChOTHOIIEHUETO Ha BPEMETO 33 3aIbp2KaHe Ha aHaITa KbM
TOBA Ha BBTPEWIHMS CTaHIAPT, T.e. ChOTBETHOTO BpEMe 3a 3albpXKaHE HA aHAIIMTA, CJle[Ba Ha € ChIIOTO KaTo
CTaHJApTa 3a KamuOpupaHe B MOIXOMAIIATA MATPULA, B paMKuTe Ha 00xBar 0T + 0,5 %. Hail-Omuskusr BbpXoB
MaKCHMMYM B XpOMaTorpamara cjefisa a Ce OTHeNIM OT ONpefe/ieHNs aHallMTeH BPbX C IOHE elHa Lsa BbpXOBa
uvipyHa 1py 10 % OT MakCMMasiHaTa BUCOYVMHA HA AHAIIMTHYS BPBX. 3a [IOITBIHUTENIHA MHPOPMALINS MOXKe I ce
UBIIONI3Ba KOXPOMATOrpadusTa.
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2.4. TIOTBBPOUTEITHM METO[N 3A ENIEMEHTU

[loTBbpKIABALLIMTE AHAIM3M 33 XUMMYHM CJIEMEHTH CjlefBa Ha ce (asupar Ha KOHUENUMSATA 3a HENPOTMBOpPEUMBA
MICHTUQVKALS M TOYHO M TPELIM3HO OKOJINUECTBSIBAHE [TOCPEICTBOM QUBMKO-XMMUYHM KAUeCTBa, YHUKAIHM 33 CbOTBETHUS
XMMIUEH efleMeHT (HalpyMep XapaKTepHa [TbKMHA Ha BbIIHATA HA eJIeMeHTa OT M3JIafieHa MV MOTbITHATA PAlyaLys, aTOMHA
Maca), Ha HMBO OT 3HaueHNe.

CrieqHUTE METOMIM WITU KOM6MH3LU/II/1 OT METOIM CE€ CUMUTAT 3a IOIXOIALIN 32 MHCHTM(I)MIIMP&HQ Ha XMMUYHUTE €JIEMCHTU:

Tabnuua 7

HO]IXO]IU[IIIM METOIM 33 NOTBBbPXKIECHME 3a XUMNYHU €JIEMEHTU

Texnnka Wamepen mapamernp

HydepeHiyanHta MMIyICHA AHOTHA BONTAMETPYSL C HATPYII- | €MEKTPUYCCKN CUTHAT

BaHE

ATOMHOA6COPOLMOHHA CIIEKTPOMETPHSE

[TnambKoBa IIBIIKMHA Ha BbIHATA PY a0copOLms
TeHepupaHe Ha XMAPUIM ITbIIXMHA HA BBITHATA Ty abcopOust
Crynena napa IIBIIKMHA Ha BbIHATA TPY aOcopOLms
EnektpoTepMuuHa aromMusauust (rpaduTHO NOKPUTHE) IIBIIKMHA HA BbIHATA TPY aOcopOLms

ATOMHOEMUCHOHHA CIIEKTPOMETPUA

MH]IyKT]/IBHO CBbp3aHa Il1a3Ma IOBIIKMHA Ha BbIIHATA NPU EMUCKA

Mac cnekrpoMeTpus

VIHmyKTMBHO CBbp3aHa Miasma CbOTHOLLIEHNME MEXITy Maca 1 3apsil

2.4.1.

2.4.2.

2.4.2.1.

O6llll/l Kpurepum 3a e(l)eKTl/lBHOCT U Opyru U3UCKBaHMA 3a METOIM 3a NMOTBbPKIECHUE

Pedepenten nm oboraTeH Matepyar, ChIIbpPKALL M3BECTHO KOMMUECTBO aHATMT IPY WM ONH30 10 MAKCUMAIHO
JIOTIyCTMMATA TPAHNLA MI JI0 KPUTNHYHATA TPAHMIA (HECHOTBETCTBAILA KOHTPONHA 11po0a), KAKTO 1 ChOTBETCTBALIA
KOHTPOJIHA Mpo0a MaTepuany M peakTUBHM ONaHKM € NPErOPhUMTENHO [1a TPEMMHAT IPE3 LsIATa IPOLEMypa
EIHOBPEMEHHO C BCAKA aHANM3MPAHA NAPTMIA TECTOBM MPoOu. [IpemopbumMTeNHUAT Pell 32 MHKEKTMPAHE Ha
€KCTPAKTITE B AHATIMTUYHMS MHCTPYMEHT €: peakTUBHA ONaHKa, ChOTBETCTBALIA KOHTPOIHA 1pola, mpola, KOsTo
crenpa a Gbae MOTBbpPIEH, M HAKPAs HECHOTBETCTBALA KOHTPOIHA MPo0a. BCAKO OTKIIOHEHME OT TO3M el ce
000CHOBaBA.

Karo 1510 MOBeYeTo aHaIMTUYHN TEXHMKM M3MCKBAT LSIIOCTHO MpepaboTBaHe Ha OpraHMYHATA MATPULA, 33 14
MOTaT 1 ce NOJIy4aT PasTBOpM IPeMM ONpeNiesIssHeTo Ha aHaymTa. ToBa MOXe f1a ce IOCTUTHE, KaTo ce M3IOJI3BaT
MUKPOBBIHOBY MVHEPAIIM3ALMOHHI MPOLEIypY, KOUTO HAMAIIIBAT PUCKA OT 3ary0a u/Wim 3apasa Ha aHasuTa,
KOI1TO mpenicrasiisisa uHTepec. CrefiBa 1a ce M3MOM3BAT 00e33apaseHN TeQIOHOBM ChIOBE C 00PO KauecTBo. AKO
JIPYTH MOKPY MIIM CYXM METOJIM Ha IpepaboTBaHe ce U3MOJ3BAT, ¢ HeOOXOMMMO J1a Ce MPEIOCTaBU TOKYMEHTUPAHO
JIOKA3aTEJICTBO, KOCTO [d M3KIIIOUBA SBJICHMS HA NOTCHLMANIHATA 3ary0a wim 3apassiBaHe. Kato anrepHatisa Ha
npepabOTBAHETO NIPOLIEIYPUTE 33 OTIEISHE (HAPUMeEp M3BIIMYAHE) MOTAT IPY ONpefIeieHy 06CTOSTeNCTBA [1a ObIaT
136paHy C LT [1a OTIEIST AHATINTA OT KOMIIOHEHTHUTe Ha MaTPULATA V[ UM 1a KOHLIEHTPUPAT aHAIIUTUTE C LeTT 1a
I/ BbBEJAT B AHAJIMTUYHOTO 00OpyIIBaHE.

[lo orHOWIEHWE Ha Kél]'[]/[6p]/ll:)aH€T0y OUI0 TO BBHHIIHO MM 633]/[]:)31—10 Ha CTaHOApTHMUA [OITbJIBall METOH, €
H€06XOHI/IMO J1a ce B3emar H€06XOJII/IM]/[T€ MEPKM Ia HE CE€ HalBlIlIaBa pa6OTHI/[}IT 06XBaT, OIpETEIIEH 3a aHalm3a.
B Cllyyas Ha BbHIIHO Kanm6pmpaHe € 3aIbIIKVUTEITHO [1a C€ IIONTOTBAT CTAHIAPTI 3a KaHI/[6pI/[paH€ B pa3TBop, KOWTO
ChBIIaa Bb3MOXKHO Hali-IThIIHO ChC ChCTaBA Ha pasTBopa Ha np06aTa. H€06XOHI/IMO € ChIIO 1A Ce IPUIIOXKU (I)OHOBa
KOpeKuMs, ako €€ Hajlara ot CHCII]/I(I)I/I‘{HI/[ AHAIIUTUYHK OOCTOATENICTBA.

JombIHUTETHN Kpurepum 3a e(l)CKTMBHOCT M OPpYTU UBMCKBAHMA 32 KOJIMYECTBEHU AaHATUTUYHUA METOIU

Baprocm Ha RoAuuecmeenume memoou

TIpu OBTOPEH aHaNM3 Ha CepTUGULMPAH pedepeHTeH MATepHal 3a eNeMEHTI OTKIIOHEHUETO OT eKCIIEPUMEHTAITHO
OIIPENeNIeHOTO ChIbPKAHME HA CPEIHA CTOMHOCT OT CepTMQMUMPAHATA CTOMHOCT He CIeIBa la € M3BBH
rpanmuara + 10 %. Korato ne ca Hanunn takua CRM, e mpueminso fa ce oleHy BePHOCTTa Ha M3MEPBAHETO upe3
Bb3CTAHOBSIBAHE HA JOOABKI OT M3BECTHY KOJMYECTBA OT eNIeMEHTA Ha Hem3BecTHuTe 1pobu. OOpbiia ce BHUMAaHNE
Ha aKTa, ue 33 Pa3NMKa OT AHAJINTA, HOOABEHWST eJIEMEHT He € XMMUYeCK! 00BbP3aH B pealiHaTa MaTPULIA 1 3aTOBA
pesynTaTuTe, IOIYYeHM MOCPENCTBOM TO3M IOAXON, MMAT IO-MaJIKO BalUIHOCT OT Te3M, MOCTUTHATHU upe3
uznonssane Ha CRM. [JanHuTe 32 Bb3CTaHOBABAHE Ca IPUEMIIMBY CAMO KOTaTo ca B manasoHa + 10 % ot uenesara
CTOIHOCT.
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2.4.3.

2.4.4.

2.4.4.1.

2.4.4.2.

2.4.5.

Ipeyustocm Ha rRoAUUecEeHUME Memoou

B ctyyait Ha mOBTapsILL Ce aHATM3 Ha POOA, M3BBPIIEH [IPU BHTPELIHONIA00PATOPHI Bb3POU3BOICTBEHN YCIIOBIS,
BbTpelIHOIa00opatopHusT KoeguimeHT Ha Bapuaust (CV) OT cpeiHaTa CTOHOCT He CIIefBa 1a Ha[IBUILIABA CIICIHITE
CTOMHOCTHU:

Ta6muua 8

CV 3a KONM4eCTBEHN MeTOIM PN 00XBaT HA MAcOBHU (PAKIMM OT elleMeHTa

Macosu dpaxumm CV (%)
> 10 pg/kg mo 100 pg/kg 20
> 100 pgfkg mo 1000 pglkg 15
>1000 pg/kg 10

Crienpyuny M3MCKBaHMs 32 MudepeHIMaNHA MMITYTICHA AHO[{HA BOITaMeTpusi ¢ HarpynBane (DPASV)

[TBITHOTO YHMIIOXKABAHE HA OpTaHMYHATA Matepus B Ipobu mpemy onpenensisero Ha DPASV e ot Haii-ronsMo
3HaueHue. BbB BonTaMorpammte HMa ma ce 3a0enexar IMPOKYM CHIHATM MOPATM HAIMYMETO HA OPraHMUHI
Matepuanu. HeopraHuuHyu MaTpyuHyM ChCTaBKM MOTAT Ma MOBMNMSAT BbPXY BMCOUMHATA Ha BbpXoseTe B DPASV.
Ilopagi T0Ba ¢ HEOGXOMMMO [1a Ce M3BBPILII OKONMYECTBSIBAHE OT METO[A Ha CTAHIApPTHNUTE T00aBKi. O6pasi Ha
TUIMYHY BOITAMOTPAMI HA IIPOOEH Pa3TBOP Ce MPEIOCTABAT C METOMa.

CriennuyHY M3MCKBAHMS 32 aTOMHOa0copOuyoHHa cnekrpomerpus (AAS)

Tasu TexHMKA € TPEIMMHO ETHOENEeMEHTHA M 3aTOBA Harlara ONMTVMU3MPAHETO HA eKCTepVMEHTATHNTe MeCTa B
3aBUCHMOCT OT €IeMEHTA, KOMTO MOMIEKNM Ha OKOMmMuecTBsBaHe. [Ipy Bh3MOKHOCT pesynTaTiTe CriefBa Iia ce
IIPOBEPSIT KAUeCTBEHO ¥ KOIIMYECTBEHO, KATO Ce MPEMIMHE KbM aITePHATYBHY a0COPOLIIOHHI IMHIN (B JIEATHIS
BAPMAHT CIIe[IBa [a ce 130epar mse pasmyany ). CTaHZapTiTe Ha KanyuOpypaHe CrelBa Ia ce IOMIOTBST B
MaTpula Ha pasTBop, KOATO [Ia ChBIIAlla Bb3MOXKHO HAli-ITBIIHO C Ta3W HA PasTBOpa 3a M3MepBaHe Ha mpolara
(HamIpMMep KICeNMHHA KOHLUEHTPALyst M MOmv¢uuypama kommo3uuss). C el Ia ce MUHMMUBUPAT TPa3HNUTe
CTOJHOCTH, BCHUKM PEAKTHBY CTIeIBA 4 Ca C Bb3MOXKHO HAJI-TOTISIMA YMCTOTA. B 3aBycimoct ot m3bpanmst Momen
3a M3MAPeHNe 1/ ATOMU3MPaHe Ha IPO6ATa MOTAT [a Ce OTIMYAT Pas3nuyny Bumose AAS.

Cneyuuunu usucreanud 3a naameroea AAS

M3ICTOTO, Ha KOCTO Ce HaMMpa MHCTPYMEHTBT, CJIeBa 1 Ce ONITUMU3MPA 3a BCeKU erleMeHT. OT 0co0eHO 3HaueHme
€ ChCTaBBT Ha ra3a U OTOLMTe J1a ce Tposepsibat. CIlelsa [1a ce M3MOI3Ba NPOIIKUTEICH KOPEKTOP Ha M3TOUHMKA
€ LieJT 71 ce u30erHaT HaMecuTe, MPUUMHEHN OT OHOBO MOTTbIIAHe. B cTyyail Ha HEM3BECTHI MATPULIM, CIIeBA 1A
ce HaNpaBy IPOBEpKA TOBA [l € HeoOXOIMMA KOPeKIus Ha GOHa.

CneyuduuHy UsUCR8anus 3a zpadumuo norpumue AAS

3apasara B 71a00PaTOPMSTA YECTO 3aCSTa TOYHOCTTA, KOTATO ce paboTy Ha ynTpaHuBa B rpadurHuTe MOKpuTHSL. ETO
3al110 CJIe/IBA [Ia CC M3ION3BAT PEAKTUBY C BUCOKA YMCTOTA, NEIOHM3MPAHA BOJA M MHEPTHA IUIACTMAcoBa XKMLA 33
npo0a ¥ cTaHAapTHa 06paboTKa. MSCTOTO Ha MHCTPYMEHTUTE 3a BCEKM eTIEMEHT CIIefIBa [1a ce onTiMu3ipa. OcobeHo
TpeIBAPUTEITHOTO TPETUPAHE M ATOMM3MPAIIUTE YCIOBUS (TeMIepaTypa, Bpeme) M M3MEHEHMeTO Ha MaTpuiaTa
CIIelIBA J1a Ce TIPOBEPSIT.

PaGotata mpy M3OTEPMAIIHM ATOMM3MPAHM YCIOBUs (Harpumep TpaHcBepcHa O-3arpsita rpadurHa Ty6a ¢
uHTerpupana JIBoB miatgopma (8) iie pelylmpa BIMSHMETO HA MaTPULATA, OTHACSIIA CE 10 aTOMM3ALMATA HA
aHa;mTa. B komOMHaums ¢ MomMUKALMs HAa Matpuiara u 3eeMaH-QOH Kopekims (9), we ce IMO3BONM
OKOJIMYECTBSIBAHETO ITOCPEICTBOM Ka/MOpypallia M3BMBKA, OCHOBAHA HA M3MEpPBAHE HA BOJICH CTAHIAPTEH PA3TBOP.

CrienuuuHy M3MCKBAHUS 32 ATOMHOA0COPOIUMOHHA CIIEKTPOMETPHS IPM TeHepMpaHe Ha XUAPHUIM

OpraHuuHM CMeCH, ChIbPIKALM CIEMEHTH, KaTO apCEHMK, OMCMYT, repMaHuil, OJI0BO, AHTUMOH, CeJleH, KaJaii 1
TeJTyp, MOTAT JIa Ca MHOTO MOAXOJISLIN 1 M3UCKBAT OKCUAMPAILLO pasliaiaHe, 3a J1a ce MOJy4aT MPaBUITHU Pe3yNTaTy
3a 06WIOTO ChIrbpKaHME Ha eeMenTa. ETo 3a110 00paboTBaHEeTo ¢ MUKPOBBIIHY MM M3IIENESISIBAHETO TOJ] BICOKO
HAJISIraHe IIPU CUITHY OKCYIMPALIM YCIIOBHUSL € MPenopbuntesiHo. Haii-ronsMo BHMMaHMe CrefiBa 1a ce 00bpHe Ha
LLSUTOCTHOTO M BB3IPOM3BOAMMO NPEMUHABAHE Ha CIIEMEHTHTE B CHOTBETHUTE MM XMIPATH.

(opmuparero Ha apceHNeB XIIpaT B pasTBOP Ha XMOPOXJIOpHA KiucenuHa ¢ NaBH, 3aBucu oT CbCTOSHMETO Ha
okcyatms Ha apeernka (As I11: Obp3o gopmupare, As V: no-npombiKkuTeneH nepuon 3a popmupase). C wer ga
ce n30erHe 3ary0a Ha YyBCTBUTETTHOCT 3 OIIPEIEIIIHETO Ha As V € MHKEKIMOHHA TEXHUKA, IPUYMHEHA OT BPEMETO
3a peakums B Tasu cucteMa, As V cresa f1a ce peayumpa 1o As 111 cnen okcnnmpamoro pasnanane. Kanves itonun,
acKopOMHOBA KICENMHA I IICTENH €A TOIXOMALIN 38 Ta3) LefT. BIaHKM, KamuOpupaniu pasTBopy 1 MpoOHI
Pa3TBOPH Ce TPETMPAT 110 eIVH ¥ ChLIM HauyH. PaboTata ¢ mapTiHa CiCTeMa TMO3BOIISBA [1a Ce OMPEENIST 1 IBATa
apceHnesy B, 6e3 ma ce 3acerHe ToyHocTTa. [lopamu 3a0aBeHOTO QopMupaHe Ha As V-Xuppar, KanuGpupaxero
CIIeMIBa [1a Ce M3BBPIIM TOCPEIICTBOM MHTEIPUPAHE Ha BBPXOBATa 0OMACT. MsICTOTO Ha MHCTPYMeHTa CrlefiBa Ja ce
onTuMuanpa. TedHUsT ra3, KOiTo TpaHCYOPMMpa XMAPATa B aTOMU3ATOPA, ¢ 0COOEHO BaXKeH 1 CriemBa Ia Gbae
TPOBEPeH.



Oduumaren BecTHUK Ha EBponeifckus cbio3

17

2.4.7.

2.4.8.

CrienuuHM M3UCKBAHUS 32 ATOMHOA0COPOIMOHHA CIEKTPOMETPUS IIPM CTYIeHa Tapa

CTyneHata mapa ce M3MOI3Ba CaMo Mpy KuBak. [lopamn m3napsisare u 3ary6u mpy abcopOupare Ha eneMeHTeH
KUBAK € HEOOXOMMMO CIIELMATIHO BHUMAHME T10 BpeMe Ha LIefTis aHaIu3. 3apasa OT PeaKTIBU UM OKOJTHATA Cpefa
CrIeBa CTApATeITHO [a ce M30srBa.

OpraH]/[‘lHI/I CbEOMHEHNU, ChIbpXKAIIN KMBAK, M3NCKBAT OKCUOMPALLO pasnafgaHe € Lel [1a ce€ MOoJIydaT BEpHU
pesynrati 3a LSJIOTO ChIbp2KaHME Ha XKIMBaK. 3a pasnagaHeTo CiiefiBa 1a Ce M3IOJI3BAT 3alleuyaTaHu CUCTEMU C
MMKPOBbBJIHOBO o6pa60TBaHe WM M3NENEIABaHE O[] BMCOKO HaJIAraHE. HCO6XOIII/IMO € CIIEHMAJTHO BHUMAHUE 3a
NOYMNCTBAHE HA 060pynBaHeTo, KO€TO € MMAJIO JOIMp 10 KMBAKa.

PaGorara ¢ MHKEKIMOHHATa TEXHMKA € IIPEONMCTBO. 3a mo-HuCKuTe penraBaly HYBa IOITTBIIAHETO HA €JIEMEHTEH
KMBaK BBPXY BHaTeH/ IJIATUHEH a6c0p6aTop, TOCIIENBAaHO OT TEPMUYHO OTHEIIAHE, € IIPENOPBUNUTEITHO. KonrakrbT
Ha a6cop6aT0pa VM KJIETKaTa € BJlara i€ Hapyuy M3MEpBAHETO M CIIENBa Ha ce us0erxe.

Cneuml)mmu U3UCKBAHUA 3a MHI[yKTl/lBHO c1,6paHa mia3Ma le/l Cl'[el(TpOMeTpl/lﬂ C aTOMHa eMucusa
(ICP-AES)

VIHyKTvBHO ChOpaHaTa IiasMa Ipu CHIEKTPOMETpus ¢ aromHa emycus (10) e MHOTOENeMeHTeH METOM, KOIMTO
T03BOJIsIBA CIHOBPEMEHHO M3MEpBAHE Ha pasiuuHy enemeHTH. 3a usnonssanero Ha ICP-AES, npoburte crempa
ITbPBO 1A C& MIPePAbOTAT C LIeIT 1A Ce Pa3TPasIT OpraHMdHuTe MaTput. HeobX0mMMO e 1a ce M3MON3BAT 3ameyaTaHy
CHCTEMI C MMKPOBBITHOBO 00pabOTBaHe 1iIn M3IeNeisiBaHe MOfT BUCOKO Hassiraue. 3a ueneHacouer [CP-AES aHanmus3
MHCTPYMEHTAJIHATA KanuOpalust ¥ efeMEeHTST MM u300pbT Ha [Ib/KMHATA HA BBIHATA MMAT BAXHA POTL. 3a
MHCTPYMEHTAJIHATA Ka/MOpaLis, B CIydast Ha JIVHEITHM KamuOpypaIiy 3aKpuBsIBaHILs, 0GMKHOBEHO ¢ HeOOXOmIMO
Iia ce M3MepST KaruOpypalyTe pasTBopy Ha caMo J1Ba KOHLeHTpara, 3auioro ICP-AES kanubpaiyoHHuTe Kpusm
Ca Karo LSUI0 JIMHEIHN Hall YeTMPU 10 LIECT pelia Mo CKanmarta Ha KoHueHTpauus. Kanmnbpupanero xa ICP-AES
CUCTeMaTa CrlefBa [ Ce M3BbPLIM C MHOTOE/IEeMEHTeH CTaHIapT, KOWTO CrlefiBa f1a ce NOATOTBY B PasTBOP, KOMTO
ChITbP3Ka ChIATA KOHUEHTPAIMs! Ha KICEMHA, KaKTO M Pa3TBOPDT 3a M3MepBaHe. 3a IMHeliHaTa U3BMBKA CIIeNBa 1A
ce MPOBEPAT KOHILEHTPALUUTE HA eJleMeHTa.

VI360pbT Ha IBIIKMHY Ha BBITHY 32 M3MEPBaHE Ha eMVCHSITA AHATIATY € TIOJIXOISILIL 33 OIpefielisiHe KOHIIEHTPaLuTe
Ha eneMeHTHTe. KOraTo KOHLEHTpALMsITa HA aHAIINTA [ajiHe M3BbH PabOTHMs OOXBAT HA eMVICMOHHA JIMHMS, Ce
HaJIara j1a ce M3I0I3Ba PasiNyHa eMICUOHHA JIHusL. [TbpBOHAYAIIHO CrefiBa [1a Objie M30paHa Hall-uyBCTBUTEITHATA
eMucyoHHa JHus (6e3 Hameca), Criel KOeTo ce n3bupa 1o-HedyBCTBUTENHA JMHMsL. Korato ce paboru mpyu miu
0130 IO OTKPYMBALIS JIVMUT, Hail-u4yBCTBUTEITHATA JIMHIS 33 CHOTBETHUS aHAIUT € OOMKHOBEHO Hail-moOpusT
u300p. CrieKTpanHy u GOHOBM HAMeCH IIPUYMHABAT OCHOBHMTE 3aTpyaHerns B ICP-AES. BbaMoKHMTe HamecH ca
HANpUMep IPOCTO OHOBO M3MECTBAHE, CKIIOHOBO (OHOBO M3MECTBAHE, [MPEKTHO CIIEKTPAITHO PUIIOKPUBAHE 1
CIIOKHO OHOBO MpeMecTBaHe. Beska Ot Te3u Hamecy MMa cOOCTBEHM IPUUMHITENN 1 TIONPaBKiL. B 3aBrcnmoct ot
MATpULNTE CTIe[Ba [Ia ce IPUIIOKAT KOPEKIVY Ha HaMecaTa 1 ONTYMM3IPAHETo Ha onepypaunTe napamerpu. Hsakon
HAaMeCH MOTaT J1a ce M30erHaT ¢ paspexiaHe WM C amanTupade Ha marpuimre. C BCIKA NapTyia aHANIU3MPaHu
TECTOBM MOCTPH, peepeHTeH U IIOJICHITIEHI MATEpHaJl, ChIbPKALL M3BECTHI KOMMUCCTBA OT AHAIINTA, KAKTO U IIpaseH
MaTepuai CriefiBa [1a ce TPETMPAT, KAKTO M TECTOBUTE MOCTPU. 3a TECTBAHE 3a OTKJIOHEHME € HeOOXOMMMO 11 ce
IPOBEPU CTAHHAPTHT, Hanpumep crerl 10 mpoOu. Beuuky peakTuBy ¥ IJ1a3Ma ra3sT CieliBa 1a ca OT Bb3MOXHO
Hail-BMCOKA YMCTOTA.

CriempyuHY M3UCKBaHMS 32 MHIMKATHBHO ChOpaHa Macosa cnexkropmerpus (ICP-MS)(11)

OmnpeyensiHeTo Ha OCTATHYHM EIIEMEHTH OT CPellHA aTOMHA Maca, KaTo XPOM, MeJl 1 HUKeJI, MOTaT a ca 00eKT Ha
CHITHA HaMeca OT IPYTH M300apHU IIONMaTOMUYHM ioHM. ToBa MOXKe [1a ce 300MKOIM CaMO aKO € HallM4Ha MOLIHOCT
Ha pesomouys oT none 7000—8000. 3arpynHennsara, cBbpsann ¢ MS TeXHUKUTe, BKIIOUBAT MHCTPYMEHTAIIHO
oTmerviHe, eeKTH Ha MAaTpHMIATA J MOJEKy/SIpHA jloHHa Hameca (m[z < 80). MuoroGpoiiHa BbTpemIHa
CTAaHIAPTU3ALMS, NOKPMBAILA ChUIMSA MAcOB OOXBAT KAaTO eNIEMEHTHTE, KOWTO CIIe[BA NIa Ce ONpeENeNAT, €
HATIOXNUTENHA 33 KOPUIUPAHE HA MHCTPYMEHTAIIHO OTTEITIIHE U MATPUUHM eeKTI.

Heo0xomMo e LsUI0CTHO pasnajaHe Ha OPraHMYHO BELIeCTBO mpemy u3MepsaHero Ha ICP-MS. Kakro nmpu AAS,
cen 0OpaboTBaHe B 3aleyaTaHM ChIOBE M3IAPMMUTE €IEMEHTH, HAIpUMep VOIMH, CIIe[Ba 1a ce MPeBbpHAT B
CTaOMITHO OKCUIHO ChCTOstHMe. Hail-ceprosHute pesynTarit ca oT Hameca OT MOJIEKYIIIpHA [lOHHA KOMOMHALMS Ha
aproH (miasMa ras), BOTOPOM, BBITIEPOM, a30T M KMCTIOPOM (Pa3TBOPHY KNCETVMHM, TPUMECH Ha IIIa3MeH Ta3 1
aTMOCQepH ra3oBe), KAKTO 11 M3BAIIKOBaTa MaTpyita. LisocTHo 06paboTsarie, pOHOBO M3MepBaHe, MOIXOMAIL 1360p
HA aHAINUTUYHN Macy, MOHSKOTA CBbP3aHM C MO-HUCKA OOOTATeHOCT (MO-OelHa IpaHMIA HAa OTKPMBAHE), U HA
Pa3TBOPHM KVCETMHI, HAIIPUMEp HATPHEBA KVCETIHA, Ca HEOOXOMIMY C LieTT [a ce M30erHaT HaMecure.

3a €JIEMEHTM, KOMTO IIPENICTON [1a 6'bHaT OIpeTiesIeHy], HaMeCUTe CIIeTBa [1a C€ M3KITIOYAT OT IMOAXOIAIINA I/I360p Ha
CHCHI/I(})M‘{HI/I AHATINTUYHM Macy, BKITIOUMTEITHO IOTBbPKHOABAHE Ha M3OTOIMHO CHOTHOILIEHME. V[HCprMCHTHI/IHT
OTrOBOp, KaTO C€ pasriexnar q)aHO—(l)aKTOpMTC, CIIeTiBa fa ce MPOBEpU 3a BCAKO M3MEPBAHE UPE3 M3IOJI3BAHE Ha
BBTPEIIHN CTaHOAPTU.
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3. BATIMIUPAHE

BanmnMpaHeTo crefBa 1a IEMOHCTPpHUPA, Y€ aHATIUTUUHUAT METOI CbOTBETCTBA Ha KPUTCPUMNTE, NPUITOKMMHU 3a CbOTBETHUTE
XapaKTEePUCTUKHA 3a C(I)CKTI/IBHOCT.

Paznuunn KOHTPOJIHM LEIM M3NUCKBAT PA3/IMYHU KaTETOpUM METOIMN. Cnennara Tabnuia OIIpEHeIIst KOsl XapakKTCpUCTMKa 3a
e(l)eKTl/IBHOCT na Obre MOTBbpIEHA U 3a KOl BUJI METOIL.

Tabnuma 9

Knacudpukaumss Ha aHUTMTUYHM METOIM IIO XaPAKTEPUCTUKMUTE Ha ePEKTMBHOCT, KOUTO CIENBa [1a ce

onpenensr
I'pannua Ha Wctunnoct Mpunoxumoct
pas Kpurnuna I V36uparentoct| P , /
OTKpMBaHE BB3CTAaHOBS- HPCLU/ISHOCT MBHOCOYCTOV[‘U/IBOCT/
rpannua CCa CIIeLIIHOCT
CCp BaHe CTaOMITHOCT
Kauectsenn N + - - - + +
MeTomm
C + + - - + +
Komnmuecr- N + - - + + +
BEHV METOIM
C + + + + + +

S = ckpunmnr Meton; C = METOMM 3a MOTBbPKAEHME; + = ONPEMEISHETO € 3a/IbIIKUTENTHO.

3.1. TPOLIEOYPU 3A BAJIMAMPAHE

B raBata ca mpencTaBeHM NMPUMEPH M/VITM CTPABKM 33 BATMIMPAIIMTE MPOLENYPH HA aHATUTMUHM MeTomn. Morar ma ce
M3IIOTI3BAT IPYTH MOIXOMM, KOMTO IMOHCTPHPAT, e AHATIMTHYHNTE METOIM ChOTBETCTBAT Ha KPUTEPUITE 3a eeKTHBHOCT Ha
XapaKTepPUCTUKHUTE, IIPH YCIIOBUE Ue MOCTUTAT ChLIOTO HMBO U KAYECTBO HA MHPOPMALIMSL.

Bamymypaneto MoxKe 1a ce M3BBPIIN CBIIO I KATO Ce MPOBENAT BHTPELIHONA00PATOPHI IPOYUBAHILSL, KOUTO Ca YCTAHOBEHI
B Komekc anmumentapuyc, ISO mm IUPAC (12), win ChINacHO anTepHATMBHMUTE METOMM, KATO eIMHMYHU JTAOOpaTOpHM
pOyYBaHus M BbTpewHo Bammypae (13)(14). Tasu yact ce OKycupa BbpXy eIMHIYHN 11ab0paTOpHI IPOyYBaHMs (K
BLTPEIIHO BalMAMpaHe), KaTo ce M3M0M3Ba MOJyIapeH noaxod. To3u Momxon ce CCTou OT:

1. Habop oT 06l XapaKTePUCTUKN Ha eeKTHBHOCT, He3ABUCUMI OT U3IION3BAHILSL BANUIALIMOHEH MOJIEN, 1
2. mo-crieunMUHM 3aBMCHMI OT MOJIENa MPOLEIYPH, KAKTO ca omyicanu B Tabmuia 10.

Tabnuua 10

l'lapaMeTpu Ha U3M'bJIHEHUE, 3aBUCUMHU U HE3aBUCUMH OT MOJI€eJIa Ha BaluAMpaHe

Banmmmpane

HapaMCTPI/I Ha M3I'bJIIHEHME, HE3a-

HapaMCTpm Ha MBITBJIHEHME, 3aBMCUMU OT MOJIETIa
BUCUMM OT MoHEJIa

O6um  xapaktepucTukyu 3a | KoHBeHUMOHAIeH MOIXOJ 3a BamuuupaHe | BorpeleH momxon 3a amummpase (3.1.3)
usmbiHenve (3.1.1) (3.1.2)

Bb3acraHOBsIBaHe
[oBTOpsiemoct

Creumduysoct Br3acTaHoBsIBaHE
Bspnocr TTosTOpsieMocT

V3HOCOyCTONMUMBOCT:  MMHH- | BbrpemronaGopaTopHa Bb3Ipoy3BOMMMOCT | BbTpemHomabopaTopHa Bb3IPOM3BOIMMOCT
MarHy IPOMEHN

CrabunHocT

Branmponssommmoct

Kpurnuna rparmmua (CCa)

BoamozkHocT 3a otkpusate (CCP)
KanuGpuparuy u3BusKku
M3HOCOYCTOUMBOCT: OCHOBHM POMEHM

Br3nponsommmMoct

Kpuriuna rparmmua (CCa)
Bo3moxHocT 3a otkpusate (CCP)
KanuGpuparuy usBuBKH
Usnocoycroitunsoct
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3.1.1.1.

3.1.1.2.

3.1.1.3.

Xapax’repucrm{u Ha U3IIbJIHEHME, He3aBUCMMMU OT MoJela
Hesasucumo ot ]/[36paHI/I$[ 1oaxofl 3a BallMOMpaHe CIIEOHUTE XapaKTEPUCTUKY Ha M3ITBIIHEHME CllenBa na 6’b]1aT
OINpeneseHn. C en ma ce MVHVMU3MPA TOIIEMYAT obem pa60Ta, BHMMATEITHO Ch3aleH M CTaTUCTUYECKIN craburen

IOIXOT MOXKE I3 Ce U3IONI3BA 3a KOMOVMHIPAHE Ha eKCIIePUMEHTY, V3BHPLICHN C LIeTI 1A Ce OMPENeNIIT PasuHITe
TnapameTpu.

Cneyuguunocm
3a aHaNUTUYHUTE METOIM € BaXHA CIJIATAa Ha AMCKPUMMHALIMS MEXKIY aHamuTta y ONM3KM [0 HEro BEIIECTBA
(130Mepu, MeTabOINTH, [IerpanypaLyy IPOLYKTH, EHIOTEHHI BELLeCTBA, MATPUUHM CbCTABKM U T.H.). Heobxommumu

Ca JIBa INIOJIXOMA 3a IMPOBEPKA 3a HAMECU.

ToBa Hasara BewiecTara ¢ MOTEHIMAN 3a Hameca Jia ce ]/136€paT M a ce aHalims3ypat CbOTBETHUTE I1PA3HU MOCTPU
C LIeJT Ja ce yCTaHOBM HAJIMYMETO Ha BB3MOKHJ HaAMECU U J1a C€ NpeLeHn e(])CKTLT Ha Hameca:

— u36upa ce HAOOP OT XMMIMUYECKHU CBHP3AHN CheAMHEHMSI (METAOOTUTH, IePUBATHB 1 T.H.) WIM [IPYTH BEIIECTBA,
38 KOMTO 1IMa BEPOSITHOCT 1A C€ CheIMHSIT € BELIECTBA, KOMTO MMa BEPOSITHOCT 1A Ce CbOEPAT ChC ChelMHEHNETO,
KOETO IPEJICTABIIsBA MHTEPEC M KOETO MOXKe J1a € HalMUHO B mpobure,

— aHanM3Mpar ce mopxopsuy Gpoit npencrauteHyu OnaHkoBu mpobu (n > 20) u ce mpoBepsiBa 3a HaMeCK
(cursanu, BbpXOBe, IOHHM CIIe[I) B PilOHa, KOVTO [IPEICTABIIIBA MHTEPEC, KBIETO LIENIEBUAT aHATIUT CE OYaKBa

I1a Ce OTIEIN,

— B JIOIBbJIHEHME CE ITOOCMIIBAT IIPEICTABUTEITHA OIaHKOBM Hp06I/I Ipy CHOTBETHATa KOHLIEHTpAaVs C BEIIECTBA,
KONTO MMa BEPOATHOCT [1d C€ HAMECAT C MHCHTVI(])I/[K&HI/[}IT& I/[/ MIIN OKOJIMYECTBSABAHETO HAa aHAJINTA,

— (CJIell aHaJm3a ce IpeleHsBa nam:
— HaJIMYMETO MOKE [1a NOBEME IO IOrpeuHa I/[]I[eHTI/ld)I/IKaHI/lﬂ,

— I/IHCHT]/[(i)I/IKaHI/IS[Ta Ha HENEBNs aHaJIUT € Bb3NPENATCTBAHA OT NPUCHCTBMETO Ha €IVH UJIN MOBEYE HAMECH,
mm

— OKOJIMYECTBSABAHETO € ITOBIIMSHO 3HAYMTEITHO.

Baprocm

B T031 maparpad e omucaHo ONpeersIHETO HAa BEPHOCTTA (€IIH KOMIIOHEHT Ha aKypaTHOcT). BepHocTTa Moxe 1a
Ce ONpeneNnyt camo MOCpencTBoM cepruuumpan pedeperter Marepuan (CRM). CRM ce 13mon3sa npy Bb3MOKHOCT
v Harmane. [Ipouenypara e omucana monpo6Ho B ISO 5725-4 (5). Tlo-mory e mpencTaBeH mpymep:

— aHa;m3upaHe Ha mectte aenenus or CPM B CbOTBETCTBME C TeCTOBUTE MHCTPYKLMNM 32 METOMA,

— ONpedeisiHe KOHUCHTpauuATa Ha HaJIMYHUSA aHAJINT BbB BCAKA Hp063. OT pEIUINKUTE,

— U3YUCIIABAHE HA CpelHaTa CTOIHOCT, CTaH[IapTHOTO OTKJIOHEHME U KOG(])I/ILII/ICHTa Ha Bapuauus (%) 3a Te3n
KOHLIEHTpauuy,

— UBUUCISIBAHE HA BEPHOCTTA, KATO CE Pa3fIesI OTKPUTATA CPEIHA CTOIHOCT HA KOHIIEHTPATa Ha CepTUQMIMpPAHaTa
CTOIHOCT (M3MepeHa KaTo KOHIEHTpAT) 1 ce yMHoxM 1o 100, 3a 1a ce u3pasy pe3ynTaThT KaTo IMPOLEHT.

BsipHOCT (%) = ycTaHOBeHa CpefiHa KOHLEHTpALsi, KOPUIMpaHa Mpu Bb3craHosiane x 100/cepruduumpana
CTOIHOCT.

Ako He e HammueH CRM, BMeCTO BSIPHOCT BB3CTAHOBSIBAHETO MOXKE M1 Ce ONPEEN CHITACHO ONMMCAHNETO B
Touka 4.1.2.1 no-nomny.

Ipunoskumocm/usHocoycmoiiuugocim (HesHauumeHu npoMeHL)

TakuBa MpPOyYBAHMS W3ION3BAT HAPOYHOTO BHBEKIAHE HA HE3HAUUTETHM HEOOXOMMMM Bapualmu OT
naboparopysita 1 HaOIIONEHNETO Ha MOCIIENCTBISTA UM.

TlpelBapuTeNIHO NPOyUBALIMTE M3CIIEIBAHMS CIIelBa 1a Ce M3BbpIIAT, KaTo ce u36epar (aKTopy OT M3BalKOBATA
npefBapuTenHa 06paboTKa, MOUMCTBAHE M AHAIN3, KOWTO MOXE [a IOBJIMse Ha Pe3yJITaTUTe OT U3MEPBAHETO.
TaxuBa (aKTOpY MOTAT J1a BKIIOUBAT AHAIMTUKA, U3TOUHIKA U Bb3PACTTA Ha PEAKTUBUTE, PA3TBOPUTEIIHN, CTAHIAPTI
V1 IPUMEPHI TIPOOM, HIBOTO Ha 3arpsiBaHe, Temiepatypara, pH-CTOHOCTTA, KaKTO 1 MHOTO [Ipyrit ¢aKTOpH, KOUTO
MOTAT [1a Bh3HMKHAT B Jlabopatopusita. Teay pakTopy criemBa 1a 6bIaT MOTMGUIMPAHH B IOPETHOCT Ha CKAIIA, KOSITO
[la CbBIIAJIa C OTKJIOHCHUSITA, KOUTO OOMKHOBEHO Ce CpeliaT cpel Jabopatopuute:

— nmeHTHMIMPAHE HA BePOSITHI (AKTOPH, KOMTO MOIAT [Ia TMOBMVSLAT Ha Pe3yIITaTiTe,

— JIEKO BUIOM3MEHSHE Ha BCEKU (l)él](TOl:)y
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3.1.1.4.

— IpOBEXKMIaHe Ha TeCT 32 M3HOCOYCTONYMBOCT, KAaTO Ce M3Moi3Ba noaxomsT Ha F0men (15)(16). (Hpyru onobpern
METONV MOT4T [a Ce M3MON3BaT Ha To3M eTarl. [lomxompr Ha MOmen obaue MOITBbPKA M3MCKBAHOTO BpeMe 1
yeunust o MuemMym.) Tlogxomsr Ha FOmeH e mpobeH (akropuaneH u3pas. BsammomeiicTBusita Mexity
pasmuHuTe GAKTOPH He MOXKE [Ia Ce ONpENeIy,

— KOT4TO CE€ YCTAHOBM, Ye TafieH GaKTop BIIVsIe 3HAUUTEITHO BHPXY Pe3yITaTUTE OT U3MEPBAHETO, IPOBEXKIAHE Ha
IOITbTTHUTENHN eKCIIEPUMEHTH, 3 [1a Ce PelIyt 3a IPAHMINTE HA TOIYCTHMOCT Ha TO3U YakTop,

— (aKTOpM, KOUTO 3HAUMTEIIHO BIMSISIT BHPXY Pe3yJITaTute, CIeBa 1 ce MICHTUQUUMPAT SICHO B POTOKOJIA 32
MeTofIa.

OcHoBHaTa uiest He € [1a ce Ipoy4BaT IIPOMEHNUTE IIOETANHO, a a Ce BbBEHaT HAKOJIKO BapyuaLuy eJHOBPEMEHHO.
Karo npumep, Heka A, B, B, T, IT, E, K 0603HauaBaT HOpMajiH1Te CTOMHOCTM 32 HSKOJIKO PasiM4Hy $aKTOpa, KOUTO
OMxa MOIJIM [1a MOBIMSISIT HA PE3yNTATHTE, dKO HOPMAIIHUTE MM CTOMHOCTY MAJIKO Ce MpoMeHsT. Heka texuure
QIITePHATUBHY CTOMHOCTY [1a ce 0003HAUaT ChC ChOTBETHNUTE MaJIKV OyKBY &, 0, B, T, II, € 1 XK. PesynrarsT oT TOBa € 27,
w128 pasnuuHy Bb3MOXKHM KOMOMHALMM.

AKO € Bb3MOXKHO, CIIef[Ba [1a ce 130epe MOIKOMOMHALIMS OT OCeM TaKMBa KOMOMHALIMM, KOUTO MMAT GalaHe MEXKIy
rm1aBHy 1 Marku 6yksy (rabmuia 11). Criersa [1a ce HAPaBST OCEM OpPeIeNeH s, KOUTO Liie M3ION3BAT KOMOMHALS
ot eyt u3bparu dpakropu (A—X). Pesyrrarute ot onpeneneHusTa ca nokasaxu B rabmiua 11 no-nory karo T-III.

Tabnuua 11

ExcnepuMeHTaieH MoJTeNl 32 NPOyYBaHe Ha M3HOCOYCTOYMBOCTTA (MUHMMAITHY TIPOMEHM)

(axTop che croii- KombuHamm ot HoMepa Ha onpeferneHms

nocr £ | 2 3 4 5 6 7 8
Ala A A A A a a a a
B/6 b B 0 0 b B 6 6
B/s B B B B B B B B
Ir r r r r r r r r
Ijn it n it b n it n i
Ele E e e E E e e E
X/x X X X X X X X
Habmomasan T y 0} X 11 q 11 11
pesyntat R

M3umcnenmsra ca nOCOYEHNM B IIPUMEPHNTE TECTBAHMS 3a M3HOCOYCTOIUMBOCT B TouKa 3.3.

Cmabuanocm

Ha0ionaBaHo e, ye HeTOCTaThYHATa CTAOMIIHOCT Ha aHAIINTA MIIM ChCTABKMTE HA MATPUIATA B IIPo0aTa 0 Bpeme
Ha ChXPaHEHMETO WIIM aHaNIM3a MOTaT [a IOBEMaT [0 3HAUMTE/IHM OTKIIOHEHN B Pe3ynTaTa oT aHaiusa. OcseH ToBa
CTabVITHOCTTA Ha CTAHIApTA 3a KamOpupare B pasTopa ciiefsa M 6bae mposepeHa. OOMKHOBEHO aHATMTET € Ho6pe
XapaKTepU3UpPaH NPY HSKOIKO YCIOBMS 3a ChXpaHeHue. HaOmiomeHymero Ha yCIOBISITA 3a ChXpaHeHNe Lie
TIPEJICTABIISBA YACT OT HOPMAJTHATa J]ADOPaTOPHa aKPEeIMTALIMOHHA cycTeMa. KoraTo ToBa He € M3BECTHO, MO-TIOIy
Ca IeNCTaBeHy MPYMePH 3a TOBA, KAK MOXKe Ja Ce ONpeernt CTabyITHOCTTA.

CrabuIHOCT Ha aHaNuTa B Pa3TBopa:

— TlonroTBsT ce MpecHN Pa3TBOPY Ha BEIIECTBO OT aHANINTA(UTE) U ce Pa3TBaps, KAKTO € IOCOYEHO B MHCTPYKIIMMTE
3d TECTa, 3a 14 Ce MOJTyYaT HOCTATHYHO aJIMKBOTHY YacTy (Hanpymep 40) OT Beeky M30paH KOHLEHTpAT (0KOIO
MIHVMMAJTHO M3VCKBAHATA TPAHMIIA HA eQEKTMBHOCT 3a BELIECTBA, 32 KOUTO He € Ch3IafieHa IOMyCTIMA IPAHMIIA
VIV OKOJIO JIONYCTMMATA TPAHMIIA 33 IPYTH BellecTsa. [ToIroTeAT ce M BaTa pa3TBOpa Ha AHAINTA, M3IONI3BAHM
3a 3aCMIIBaHE ¥ MPUIIOXKEHN B OKOHYATEITHWS aHAM3 Ha Pa3TBOpPa ¥ BCEKM JPYT BUI Pa3TBOp, KOMTO MOXKe NIa
TIPEJICTABIISABA MHTEPEC (HAIPUMEP CTAHIAPTH OT MPOM3BOLHM).

— Vi3MepBa ce CbCTAaBBT HA AHATIUTA B IPSICHO NOITOTBEHNS PA3TBOP CBITIACHO TECTOBUTE MHCTPYKIIMM.

— T[locTraBsT ce MOmXOMsIINTE 00eM1 B CHOTBETHUTE KOHTC]ZHCPM, TOCTABAT C€ ETUKETU U CE€ CbXPAHABAT CBITIACHO
cxeMara:



Oduumaren BecTHUK Ha EBponeifckus cbio3

21

3.1.1.5.

3.1.2.1.

Tabnmua 12

CxeMa 3a onpeneinsaHe CTa0MITHOCTTa Ha aHAIMTA B pa3TBop

-20 °C +4°C + 20 °C
TbMeH 10 anMKBOTHY YacTn 10 anuKBOTHY YacTn 10 anMKBOTHU YacTH
Caetbl 10 anuKBOTHM YacTu

— BpeMeTo 3a CKJIaMpaHe MOXKe Ha ce M36epe KaTo €{Ha, OBE, TpU M YETUpU CEOMULM WIN IMOBEUE, aKO €
H€06X0]1]/IMO, HallpuMep 110 IIbpBUTE (])eHOMeHI/l Ha pasnajaHe ce Ha0oIaBar 1o BpeMe Ha I/I]ICHT]/Ili)]/lKaII]/ISITa
U OKOJIMYECTBSIBAHETO. MaKCUMAalHOTO BpeMe 3a CKilafypaHe 1 ONTUMAJIHUTE YCIIOBMA 3a CKIIagMpaHe ce
3anmcear.

— MsumcrsBaHeTo Ha KOHLEHTPAIMATA Ha aHaTINTa(MTe) BbB BCAKA aMKBOTHA YacT CIleNBa [Ia Ce M3BBPIIAT, KaTo
e M3IOJI3Ba PAasTBOPBT Ha IIPSICHO MPUTOTBEHMS aHAIUT KbM MOMEHTa Ha aHaimsa Kato 100 % .

Ocrarbuen npouent ot anamira(%) = C, x 100/C,

G = KOHLIEHTpaLMs Opy BpeMe point

i

Ciresh = KOHLIEHTpALMS HA TIPECEH PasTBOP
CrabunHocT Ha aHanut(M) B MaTpuua

— Tlpu Besika BH3MOKHOCT € HeOOXOmMMO [a Ce M3MOM3BAT MonydeHn mpodu. Korato He e HamymueH TakbB
MaTtepuall, CriefiBa 1a ce M3IOJI3Ba MATPUIIA, 3aCUJIeHa C aHJIT.

— Korato e Hamuue monmyueH MaTepyan, KOHLEHTpAalNATa B MaTepyana CJIelBa Ja Ce OIpeHeNy, IOKAaTo
MaTepyasT e Bce olile HpeceH. [Ipyry aaMKBOTHM YacTy OT MaTepyana MOTAT Ja ce B3eMar CIell efHa, [IBe,
vetypy 1 20 cenMuIM U CIIef ONpefeNsiHe Ha KOHLeHTpalyuTe. ThKaHTa ClleBa Ja ce ChbXpaHsBa Mpy NOHEe
munyc 20 °C uny, aKo e HEeoOXOMIMO, 1 TO-MAJIKo.

— AKO HIMa HalmueH NOJTy4eH MaTepuall, ce B3eMa I1pa3eH MaTepua 1 c€ XOMOreHu3mpa. Paznerns ce MaTepyuanbpT
Ha TIeT aJIMKBOTHM YacTu. Bcsika alMKBOTHA YacT ce TMONCUIIBA C aHAJINTA, KOJTO € 3a MpennovnTaHe na ce
TOAroTBM B MAJIKO KOJIIMYECTBO BOIEH Pa3TBOP. AHaHMBMPa ce He3a0aBHO elHa alMKBOTHA vacT. OcraHanmre

AIMKBOTHM YacTH Ce ChXpaHsBat mpyu moxe Muryc 20 °C M Mo-MaJko, ako € HeoOXOIUMO, 1 Ce aHaM3UpaT
criep enHa, ase, yetupy u 20 cenmMuum.

Kanubpupawyu rpusu

Koraro ce 13momn3Bar KanuOpypary Kpusi 3a OKOMMYECTBSBAHE:

— TOHe MeT HyBA (BKIIOUMTEITHO ¥ HyIIaTa) CrelBa Aa Ce M3MOI3BAT MPM Ch3JABAHETO HAa KPMBATa,

— paboTHusiT 00XBAT Ha KpUBATa CIIEBA 14 CE OIMLLE,

— MatemaTuyeckata opMyna Ha KpuBata 1 J00POTO ChCTOSIHME HA JAHHMTE KbM KPUBATA CIIE[IBA [1a CE ONMLIAT,
— CIIefBa Ma ce OmMIIaT 0OXBATHTE Ha KPUBATA 32 MAPAMETPHUTE HA KPUBATA.

Koraro e H€O6XOJII/IM8. celeZHa Ka]'[]/l6pa11]/lﬂ, 6a31/lpaHa Ha CTAaHOAPTEH Pa3TBOP, € HAJIOKUTEITHO Ha Ce Iocovar
HMBATa Ha IPUEMIIMBOCT 3a IAPAMETPUTE HA KanM6pMpaH1aTa KpuBa, KOATO MOXKE [1a Bapupa MEXIy Cepumnte.

KoHBeHIMOHaHM NpoleIypy 3a BalMIupaHe

M3uucrisiBaHeTo Ha napaMeTpuTe CbITIACHO KOHBCHUMOHAJIHMTE METOIM Halara M3BbPIIBAHETO Ha HSKOJIKO
VHOMUBUIIYAlTHN €KCIIEPUMEHTA. Bcsika XapaKTEPUCTUKA Ha e(l)eKT]/[BHOCTTa CJIenBa J1a €€ ONPEMEIIN 3a BCsAKa OCHOBHA
npoMsiHa (B]/[)K nog IIp]/[IIO)KMMOCT/MBHOCOYCTOV[‘{I/[BOCT Ho—rope). 3a MHOTOAHAJIIUTHUTE METOIM MOrat
€[HOBPEMEHHO [1a C€ aHaIM3MpaT HAKOJIKO aHAaINTAa, MNOKOJIKOTO CHOTBETHUTE BEPOATHM BbB3MOKHOCTU C€
MBKITIOYBAT MPEOBAPUTEITHO. o IIO]]O6€H HauMH MOTart [1a Ce OINPENEIIAT HAKOJIKO XapaKTEPUCTUKI Ha U3ITbIIHEHME.
W Taka, ¢ uen ma ce MMHUMH3MPA KOJIMYECTBOTO pa60Ta, € IIPENOPDHUNTEIIHO Ha Ce KOM6I/[HI/IpaT CKCIIEPUMEHTUTE
Bb3MOXKHO Hali-MHOTO (HaanMep TMOBTOPAEMOCT 1 B’I:TPCIIIHO]'[a60paT0pHO BB3IPON3BEXKIAHE CbC CHCHI/I(])I/I‘IHOCT,
aHaNM3 Ha IMpa3Hu HpO6I/l 3a OIpeneNsaHe KpUTUYHATA I'PaHNLIA U TECTBAHE 3a CHCHI/I(])I/[‘{HOCT).

Ba3cmanosasane

Ako HsiMa HarmmyHo CRM, Bb3CTaHOBSIBAHETO CilefBa Jia ce OIpeneIm upe3 €KCIEPUMEHTH, KaTO €€ U3IOJ3Ba
3aCuiIeHa Ipa3Ha MaTpulia, HalpuMep ClieHaTa cxema:

— u30upar ce 18 aMKBOTHM YacTy OT MPa3eH MATEPUAI M YETUPUIECET Y LIECT aIMKBOTHY YacTy BCEKY 1pyt 1,
1,5 1 2 ™" MUHMMYM M3MCKBaH MMUT 3a m3biaHenne wim 0,5, 1 m 1,5 mpTi gonycrumara rpaHuia,

— aHanmm3upar ce Hp06]/lTe U ce M3UNCIIABa KOHLUEHTPATHT, HAJIMUEH BbB BCSAKA l'[p06£l,
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3.1.2.2.

3.1.2.3.

3.1.2.4.

3.1.2.5.

— KATO Ce M3MON3BA PABEHCTBOTO MO-MIONY, Ce M3YICIISIBA Bb3CTAHOBSIBAHETO Ha BCsIKA Ipoda,
— M3UMCIIABA Ce CPEAHOTO Bb3cTaHOBABaHe M CV OT 1IecTTe pesynTaTa Ha BCAKO HUBO,
— % Bb3craHoBsBare = 100 X M3MepPEHO HIBO HA CHIbPKAHIe|IONCIIBAHE.

To31 KOHBEHLMOHAIEH METOJ] 3a OIIpelie/IsiHe Ha Bh3CTAHOBSIBAHETO € BAPUAHT Ha CTAHIAPTHMS JOOABbUEH METOII,
OIMCaH B TOUKA 3.5, KOTaro:

— MOCTpATa Ce CYMTa 3a IPa3Ha BMeCTO Ipoba 3a aHaM3Mpaxe,
— ce cunta, ye MoGUBHT (1) U BB3CTAHOBABAHETO (2) ca MOTOOHM 3a JIBETE TECTOBU YACTH,
— TecroBuTe MPOOY MMAT €HA U ChLUA Maca M TECTOBUTE YacT! M3BAXIAT ChLIUTe 0OEMH,

— KOJINYECTBOTO Ha KanuGpupawis CTaHIapT, KOITO ce 100aBs KbM BTOpAaTa (HAOCTPEHATA) TECTOBA YACT, Ce
016ensI3Ba X opp- (Xapp = Pa-Va)

— x1 e u3MepeHata CTOHOCT 3a OaHKaTa M X2 M3MEpPeHaTa CTOMHOCT 3a BTOpaTa (HAOCTpEHATa) TeCTOBA YaCT,
— torasa % Bb3cranossisate = 100 (X, - X1)/XApp-

Koraro HsKoe OT nocoyeHuTe Mo-rope yciaoBus He e (MM ce MPENNoiara, e He €) MOCTUTHATO, TOTaBa IThIIHATA
Tpoleypa 3a ONpefe/sHe HA Bb3CTAHOBABAHETO IOCPENCTBOM CTaHIAPTHMS HONB/IBALL METOH € OINCcaHa B
TOuKa 3.5 U creqpa a ce M3BbPIIN.

Ilosmopaemocm

— TomroTsst ce HaGOp OT IPOOY OT MIECHTUYHI MATPHULIM, TIOTICYIICHN C aHATIATA [1A IAIAT KOHLICHTPAT, paBeH Ha 1,
1,5 u 2 IbTM MMHMMAITHO M3MCKBAHATA TPaHMIIA HA C(I)CKTI/IBHOCT mm 0,5, 1 n 1,5 mbTy onmycTyMaTta rpaHmua.

— Ilpu BcAKO HMBO aHANM3BT CJIEBA [Ia C& M3BbPLIBA C MIOHE WECT PEruIiKu.
— AHanusupar ce npooure.
— VI3umciisiBa ce yCTAHOBEHMST KOHLEHTPAT BbB BCSIKA MPo0a.

— OTKp]/IBaT CE€ CpedHaTa KOHUEHTpalus, CTaHOAPTHOTO OTKIIOHEHUE U KOC(])I/ILII/ICHT'I)T Ha Bapuauus (%) oT
IMOOCUTICHUTE Hp06l/[.

— Te3au crpnku ce MOBTAPAT IIPYM IIOHE OWIE [1Ba CITy4dasd.

— 3uncnsBa ce usata CpenHa CTOIHOCT Ha KOHUEHTPATUTE U CV 3a noucusneHnTe Hp06I/I.

Bampeur04a60pamopro 6s3npou3geskoane

— TouroTsst ce Habop OT IPOOH OT CrCLMPULMPAHI TECTOBM MATepUary (MICHTUYHU WV PA3IMIHU MATPULIN),
TNONCHUIICHN C aHauTa(uTe) 3a MONy4aBaHe HAa KOHIEHTpaTy, pasHu Ha 1, 1,5 u 2 mbTy Heob6XomMMara
MMHMMaJIHa TpaHuua Ha usmbiaHenne wim 0,5, 1 u 1,5 meTu gomycTiMara rpaHuia.

— Ha BCcSKO HMBO aHANU3BT ClieMBa fia ce VI3BBPIIN C ITOHE LIECT JIEJICHNA.

— CrpIkute ce TOBTapAT IIPY TIOHE Ba OPYIN CITydas C pasiiiuHy OllepaToOpy U pasiiMyHy yCIIOBYS Ha OKOJIHATa
Cpena, HaIllpyuMep pasiMyHy NapTUan peakTyBY, pa3TBOPU M T.H., pa3iIMYHU TEMIIEpATypy Ha IOMELIEHNATA,
pasnnuHy MHCTPYMEHTU U T.H., aKO € Bb3MOXKHO.

— Ananusupar ce npoGure.

— V3unciisiBa ce KOHLEHTPATBT, YCTAHOBEH BB BCSKA MPo0a.

— Hamupar ce cpefiHata KOHIEHTpALMsl, CTAHIAPTHOTO OTKIIOHEHME M KOeQuUuMeHThT Ha Bapuaums (%) ot
nozicuiieHnTe IpodiL.

Besnpoussodumocm

Koraro cremsa [1a ce MOTBBPIM Bb3MPOU3BOIMMOCT, J1a00paTOPUMTE Ca JUTBKHU [1d YYaCTBAT BB B3AUMHMU

npoyusaHus 1o ISO 5725-2 (5).

Kpumuuna zpanuya (CCa)

KpuriuHata rpaHmia ciiefisa ia ce yCTAHOBYM CbITIACHO M3MCKBAHMSTA 33 MAEHTUQUKALWS WM UIEHTUUKALIS
ILTIOC OKOJIMYECTBSIBAHE CHITIACHO OIpefeNieHyeTo B, Kpurepyt 3a M3ITbIIHeHye U YT U3MCKBAHMS 32 AHATIMTUYHY
meronu” (dact 2).

(")  Pesynrar: Tasu yacT OT MacaTa aHanuT, ChIbpKAlla e B IPo0aTa, KOSTO IIPUCECTBA B OKOHYATEITHIS €KCTPAKT.
()  Bb3cTaHoBsiBaHe (TYK): Ta3y YacT OT MAcaTa AHAJAT, 100aBEeHa KbM I1P06ATa, KOSTO IIPUCHCTBA B eKCTPAKTA. B OCTaHAsIaTa yacT OT IOKyMeHTa
ce TIpueMa, ye Pe3yNITaThT M Bh3CTAHOBSBAHETO CAa PABHY U 3aTOBA CE M3IONI3BA CAMO TEPMUHBT ,Bb3CTAHOBSIBAHE".
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3.1.2.6.

[pu BemecTsa, 32 KOMTO HAMa onpenernexa pomycruma rpanmua, CCa Moxe na ce onpenenmu:

— WM Ype3 NpoLieypa Ha KanuGpupariara Kpysa, uim cbrimacHo ISO 11843 (17) (TyK nOcoueHO KaTo KpUTHYHA
CTOJHOCT Ha Pa3HOBMIHOCTTA B UNCTO ChCTOsHME). B TO3M cilyuait ciieliBa Ja ce M310NI3Ba NMpaseH MaTepuai,
KOJTO Ce MOJICHIIBA TIPY 1 HAIl MUHMMAJTHO M3MCKBAHATA IPAHMIIA HA eeKTUBHOCT B PABHO OTHAJIEUEH CTHIIKMA.
Ipobute ce aHarmmaupar. Cried MIEHTUPUKAILMATA Ce NMOCTaBsS CUTHAT cpelly T00ABeHATa KOHLEHTPALSL.
Kopecnionmmpaliuara KOHUEHTpalus py peceyHara Touka .y Iwioc 2,33 T CTaHIapTHOTO OTKIIOHEHMe Ha
BBTPEIIHONA00PATOPHATA BH3MPOM3BOIMMOCT Ha MPeCceyHaTa TOUKA Ce PABHSBA HA KPUTMYHATA rpaHmia. Toa
¢ MPIWIOKMMO CaMO KbM KomuuecTBeHu mpobu (a = 1 %),

— WIN 4pe3 aHaJIM3MpaHe Ha Hait-Maniko 20 npasHy MaTepyuaia Ha MaTpulia, KOUTO Oa MOraT [a V34MCIIAT
CUTHAJIHOTO KbM LIYMOBOTO ChOTHOILIEHME TPV BPEMEBISA NTPO30PELL, PN KOJATO Ce OUaKBa aHAJIUTBT. TpI/l BT
CBOTHOUIEHVMETO CUTHAJI KbM LIYM MOXKE Ia C€ M3IIOJI3Ba KaTO KPUTMYHA IpaHUIIA. Tosa e NPUIIOKVMO 3a
KOJIIMYECTBEHN U KAYECTBEHMN Hp06l/[.

B ClTydast Ha BELIECTBA C YCTAaHOBEHA JIOIYCTMMA IpaHuIa CCa moxe ma ce YCTaHOBMU:

— WM upe3 IpoLeypaTa 1o Karuopuparara kpusa 110 SO 11843 (17) (tyk yrouHeHa KaTo KpUTUYHA CTOMHOCT
Ha HETHAaTa Pa3HOBUIHOCT). B TO3M cilyuali crenBa Ja ce M3MONI3Ba IIPa3eH MaTepyall, KOTO ce 3aCUIIBa OKOJIO
[IONyCTVMATA TPAaHNMLA [IPU paBHY oTcTostHusL [Ipobure ce anarmaupar. Crien mueHTMQUKALNS CUTHATBT Ce
nocTasst cpelity noGaBeHaTa KoHuUeHTparwst. KopecroHgmpanara KOHUEHTPALWS IIPY [O3BOJIEHOTO HUBO IITIOC
1,64 mbTM CTAaHOAPTHOTO OTKIIOHEHME Ha BBHTPEIIHOIA00paTOpHATA BB3IPOM3BOIMMOCT CE PAaBHsBA Ha
KpUTUYHATA IpaHuIa (@ = 5 %),

— WM Ype3 aHaIM3MpaHe Ha Hail-Manko 20 MpasHy MaTepyaria Ha MaTpuIa, HOACKIEHV C aHanmuTa(uTte) mpu
jonmycTumara rpanmia. KoHieHTpaumsTa Ipy HOIYCTUMara rpaHmua mmoc 1,64 mpTu CHOTBETCTBALIOTO
CTaH[IAPTHO OTKJIOHEHME Ce PaBHsBA HA KPUTMYHATA IpanHmia (a = 5 %).

Bux cbio uieH 5 u touka 3.2.

Cnoco6tocm 3a omrpusane (CCP)

CriocobHOCTTa 32 OTKpMBaHE CIIEMIBa [1a C€ OIpPENEN CIIOpEN M3JMCKBaHMATA 3a CKPUHMHIL, I/l]]eHTI/I(])I/[KaIH/[}I i
I/l]leHTI/I(l)I/[KaIH/[}I IITIIOC OKOJIMYECTBABAHE CBITIACHO OIPENETIEHUETO (BI/[}K qacrt 2)

B cryuast Ha BewecTBa, 32 KOMTO HSIMA yCTaHOBeHa gomyctima rpannua, CCP Moxe fa ce ompefieny Kato:

— npoleypara 3a KanuOpupaiua kpysa cbriacHo ISO 11843 (17) (tyk ynomeHata Kato MUHMMAIIHA CTOHOCT
3a YCTaHOBSIBaHe Ha INPOMEHIIMBATA HA YNICTOTO ChCTOsSHME). B To3y criywaii crempa ma ce M3MON3Ba
TNPEICTABUTEIIHUAT NPa3eH MaTepual, KOMTO ce MOICUIIBA NPy U IOJl MMHMMAJIHO M3MCKBaHATa rpaHuIA Ha
e)eKTUBHOCT [Py paBHY OTCTOSsIHMSL. [IpobuTe ce aHamuanpar. Crien MieHTMGYMKALIS ce TIOCTaBst CUTHATT CPeliLy
no0aBeHaTa KOHIeHTpawyst. KopecnoHampalara KOHIUCHTPALys IPY HMBOTO Ha pelieHye Iuoc 1,64 mbru
CTAaHIAPTHOTO OTK/IOHEHME OT BbTPELIHONAOOPATOPHATA BBH3NMPOU3BOIMMOCT HA CPEIHO M3MEPEHOTO
ChIbpKAHMe U TPV HIBOTO Ha PeIIeHNe ce PaBHsBA HAa Bb3MOXKHOCTTA 3a OTKpyBaHe (§ = 5 %),

— aHa;mu3 Ha ToHe 20 TPasHyM Matepyaria 3a MaTPMIA, TONCHIIEHA C aHaNuTa(uTe) NPY HMBOTO Ha pellieHNe.
Anaru3 Ha npo0ute 1 ngeHTHdUuUMpaHe Ha aHaruTrre. CTOMHOCTTA HA HUBOTO Ha pellieHye Iiioc 1,64 mbru
CTAHJAPTHOTO OTKIIOHEHNE OT BBTPELIHOIA00PATOPHATA BB3IPOU3BOIMMOCT OT U3MEPEHOTO ChIbPIXKAHNE Ce
PaBHsBA Ha BB3MOKHOCTTA 3a OTKpyBaHe (f = 5 %),

— KOraTo He Ca HaJIMYHU KOJIMYECTBEHN PE3YIITAaTy, Bb3MOXKHOCTTA 34 OTKPMBAHE MOXKE [1a C€ OIIPENENn, KaTo ce
poyqaT NOoACWICHUTE MaTEpUaly IIpn U Hall KpUTUYHATA IpaHulIa. B To3u cnyqal?{ HMBOTO Ha KOHUEHTpaLs,
KBIETO caMo < 5 % ocTaBar pesynraTyt ¢ IOTpeLIHy OIUIaKBaHNA, C€ PaBHABA Ha Bb3MOXKHOCTTA 3a OTKpYMBaHE
Ha MeToma. HopanM TOBa CJI€TIBa a C€ HAIlpaBAT IIOHE 20 Npoy4BaHMs 3a IIOHE €OHO HMBO Ha KOHLCHTPaLNsA
C LIeJT Ja ¢c€ oCUrypm HafexmnHa 0asa 3a TOBa OnpenesHe.

B ciyuast Ha BeliecTBa, 3a KOUTO € Ouia ompeniesieHa JOMyCTUMa rpaHiia, Moxe fa ce coamane CCp:

— UM KaTO Ce MPUITOKM TPOLeMypaTa 3a KanuOpypaia kpusa cormacto ISO 11843 (17) (tyk ynmomeHata Kato
MMHMMAJTHA OTKPMBAIA CTOHOCT Ha MPOMEHJMBATA HAa YMCTOTO ChCTOsIHME). B To3M ciyuaii cremsa ma ce
V3TION3BA TPENICTABUTENTHUAT TIPa3eH MaTepual, KOMTO e MOMCHIIEH OKOJIO [IONyCTUMATa TPaHMIa Ha PaBHM
oTCTOSIHMS. AHamm3upar ce mpobute 1 ce uneHTMUUMpa(T) aHaIUTHT(UTE). V3umcrsBa ce CTaHIapTHOTO
OTKIIOHEHME OT CPelHO M3MEPEHOTO ChAbPXKAHME NpPU KPUTMUHATA Tpanuia. Kopecnonmupaiara
KOHLIEHTpalys NP CTOMHOCTTA HAa KPUTMYHATA TPpaHMUA MIOC 1,64 MbTM CTaHIAPTHO OTKIIOHEHME OT
BBTPEIIHONMA00PATOPHATA BB3IPOMBOIMMOCT Ce PABHSIBA HA BB3MOKHOCTTA 3a OTKpuBaHe (f = 5 %),

— WM KaTo e aHanu3upar noHe 20 mpasHu MaTepuara 3a MaTpuIla, MOACUIIEHM C aHaluTa(1Te) NPy HIBOTO Ha
pewenyie. CTOMHOCTTa Ha HMBOTO Ha pelleHue Ioc 1,64 bTi KOPeCIIOHAMPAILOTO CTAHIAPTHO OTKIIOHEHNME

ce paBHsIBA Ha BB3MOXKHOCTTA 32 OTKpyBaHe (f = 5 %).

Bux cpuio pasmen 3.2.
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3.1.3.1.

UsHocoycmotiuusocm (2nasHu npomenu,)

AHATIMTUYHMAT METOII CJIENIBA J1a C€ TeCTBA HIPY PA3IINYHM eKCIIePUMEHTAIIHN YCIIOBMS, KOMTO BKIIIOUBAT HALpUMep
Pa3IMUHUTE BUIOBE, PA3MMUHNTE MATPUII WIN PA3TMUHUTE YCITOBNS 33 Ipobu. BbBereHnTe MpoMeHn criemBa 1a
Ca OCHOBHM. 3HaUMMOCTTA HA Te3U IPOMEHM MOXKe Ja Ce OLCHN HAlpyUMep KaTo Ce M3IOJ3Ba INOIXOIBT Ha
IOmen (15)(16). Besika xapakTepuctika Ha eeKTUBHOCT CIIeIBa [ Ce ONMPENeN 3a BCUUKM OCHOBHM TPOMEHH,
KOMTO Ca MPOSIBIIIN 3HAUMTENEH epeKT NPy M3IBIHEHUeTO Ha MpoouTe.

Banunupane CBITIACHO AJITEPHATUBHUTE MOIEIIN

Koraro ce NpuUItoXKatT ajITepHATUBHY IPOLENYpU 3a BallMOMpaHE, MOOUEPTABALIMAT MOIEII U CTpaTernAara CbC
CBOTBETHUTE MPENIIOCTABKY, IIPENIIOTIOKEHNA 1 (])OpMy]'[]/l CJIeTiBa J1a C€ 3aJI0KaT BBB BaJlMIVpauiyis MNPOTOKOIT W
Haif-MaJIkKO Ha TAXHO pasnonoxenue crensa fa ce IpefocTaBaT pe(])epeHuMM. B cnenBamara yact e pencraBeH
IpuMeEp 3a aIITCPHATUBEH MOOXOM. Korato ce Tpuiiara BbTPELICH MOMIETT Ha BalMIMpaHE, XapaKTEPUCTUKUTE 3a
VIBITBJIHEHVE CE OIIPENENIAT 110 HaUMH, KOJTO T03BOJIsIBA BajaypaHe 3a OCHOBHM IIPOMEHM B paMKUTE Ha ChblIaTa
npouenypa 3a BaJyanpaHe. ToBa Hamara ch3maBaHe Ha C€KCIIEPMMEHTAJICH TUIaH 3a BaJlMIMpPaHE.

Ekcnepumeuma/ten naax

CrienBa 1a ce M3roTBu E€KCIIEPMMEHTAJIEH IJIaH B 3aBUCUMMOCT OT 6]305] Ha pa3JIMYHNUTE BULOBE U PA3TIMYHUTE (l)aKTop]/l
3a IIpoyYBaHe. OTTYK KaTo I'bpBa CTbIIKA Ha LifJIaTa MpoLEnypa 3a BallMaMpaHe CJIeaBa fga ce pasrieXnuar CblinTe
noryJiauny, KOUTo 1ie 61)]13T aHaJIM3MPaHN B na6opaTopl/mTa B 61)H€HI€ C e ga ce M36epaT Hail-BaxHUTe BUIOBE
n Ten (IJaKTOpI/[, KOUTO MOraT fa IOBJIMSASAT BbPXY PE3yJITATUTE OT M3MEPBAHETO. BriocnerictBue HMBOTO Ha
KOHLIEHTpalus Cllefsa na ce M36epe CBbITIACHO HUBOTO OT 3HAUYECHUE.

[Mpumep:
— MOTar [1a ce NMpoyYaT eTHOBPEMEHHO HSAKOJKO aHalNTa C aHAJIMTUUHIA METOM, KOJTO ce Balmimpa,

— vIeHTMQUUMPAHN Ca [IBe BapMALVY Ha PbKOBOIHMS ¢akTop (A v B). PrkoBomuTe dpakTopu dopMupar ocHosara,
Ha KOSITO ce KOMOMHMpar gakropHute Hupa. Te3u PHKOBOIHM (PAKTOpY MOTAT [a BKIIIOYBAT aKTOPU KaTo
BUIOBE MM MaTpuLid. B TO3M npuMep PHKOBOIHMSAT GakTop € pasHOOGpascH Ha [Be HIUBA, HAIPUMEp JiBa
pasmuny Buma (Bumose A 1 B) ca pasrmemann. Kato 110 e BB3MOKHO 1a ce PasHOOOPA3ST PHKOBOTHUTE
daxTopu Ha 1OBeye OT HAKOIKO HMBA, KOMTO CAMO HAMaJIsBaT Oposi Ha aHAIU3UTE, KOUTO CE M3BbLLBAT,

— u30paHuTe GaKTOPY CIIeBa [1a Ce Pa3HOOOPA3ST Ha [BE HYBA (IIOCOYEHM KATO + WM -).

Ta6muma 13

Mpumepu Ha GaKTOPH, CUMTAHMU 32 BAXKHM 32 NPOLETYPa 32 BATUIMpPaHe

[To1 Ha KMBOTHOTO (daxrop 1)
[Topoma (paxrop 2)
TpaHCOpTHU yCTIOBMS (daxrop 3)
Ycrosust 3a ChbXpaHeHue (pakrop 4)
Hosocr Ha npoGara (pakrop 5)
YcroBys 3a yrosisaHe (akrop 6)
PaziinuHy onepatopy ¢ pasiuyeH ONUT ($axrop 7)

Tabnuua 14

Bepo;l'reﬂ €KCIIEPUMEHTAJIEH IUIAaH 3a IMOCOYEHUs NO-rope npumep

Ne Ha npo-

Bun (Qakrop 1 | (Qakrop 2 | Qakrop 3 | Qakrop 4 | Qakrop 5 | Qakrop 6 | (Dakrop 7 6ara

= e e
+
+
+
+
+
® N o AW N
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3.1.3.2.

Bunt Qakrop 1 | Qakrop 2 | Qakrop 3 | (Qakrop 4 | Qakrop 5 | Pakrop 6 | Qaxrop 7 Ne x;?ngpo-
b + + + + + - + 9
B + + - - - + + 10
B + - + - + + - 11
B + - - + - - - 12
B - + + - - - - 13
B - + - + + + - 14
b - - + + - + + 15
b - - - - + - + 16

Toit KaTo BCsika 1po0a (BCsika KOMOMHALMs Ha (aKTOPHOTO HYBO) CIIE[BA 1a Ce HAOCTPY C YETUPU PasIMUHM
KOHLIEHTPALIMI OKOJIO HIBOTO Ha MHTEPeC U elIHA IPa3Ha [poba crieliBa [ja ce aHaIm3Mpa 3a BCIKO HIBo, 5 X 16 = 80
aHaIM3a CTIeNBa J1a Ce M3BBPIIAT 33 LENMNs eKCIepyMEeHT Ha BalyyMpaHe.

3a Te3u 80 pesynTata OT M3MEPBAHETO € BBH3MOXKHO JIa ce Hanpasy m3umcienve (13)(14).
Br3cTaHoBsBaHE:

— IOBTOPSIEMOCT 33 HMBO HA KOHLEHTpAuus (S;),

— BBTPEIHONA00PATOPHA BB3IPOM3BOAMMOCT 3d HUBO HA KOHLEHTpALMS (S;,),

— KpuruuHa rpanmia (CCay),

— BB3MOXHOCT 32 otkpuBate (CCP),

— KpMBa Ha MOMIHOCT (-HMBO Ha rpelliKa Cpelly KOHUeHTpauus (Bix Touka 3.1.3.2),

— MBHOCOYCTOMYMBOCT HA INIABHNMTE MPOMEHN; M3HOCOYCTOMUMBOCTTA HA MajloBaXkKHUTE TIPOMEHM MOXKe fla ce
onpeeny chryacko naparpad 3.1.1.3,

— 16 o6Bbp3any ¢ npobara KaamOpypaum Kpysy,

— CelHA LSUIOCTHA KanmOpupala Kpusa,

— VHTEpBAJl Ha MpelCcKa3BaHe Ha LSUIOCTHATA Kanubpupaia Kpysa,

— MaTpMYHO NPEOV3BUKAHN OTKIIOHEHNS (Sy,,0),

— OTKJIOHEHMs], IPEMIM3BYUKAHN OT JEICTBUETO (S,,,),

— edekT OT MHIMBHUILyaTHUTE (AKTOPYU [IPY PE3YNTATUTE OT U3MEPBAHETO.

Tesu xapakTepUCTUKY Ha UIIBIIHEHMETO TI03BOJIABAT LIAJI0CTHATA OLCHKA Ha HUBOTO HA M3IIBJIHEHME Ha METONIA, Thil
K4TO Ce Pa3IVIeIa He CAMO BIVSIHVETO Ha MHIVMBUIYaIHNTe GAKTOPIL, a CHIIO U CHOTBETHUTE KOMOMHALIM OT TAX.
C moMolITa Ha TO3¥ eKCIepUMEeHTaIIeH I3aITH e Bb3MOKHO [Ia Ce Pl Jaslit eMIH WM IPYT OT M30paHuTe pakTopy
crlenBa 1a GblIe M3KITIOUEH OT LIIOCTHATA KaOpypaIia KpyBa, 3a1I0TO 3HAUNTETHO Ce OTKIIOHSIBA OT CTAHIAPTHITE
OTKJIOHEHIS Ha APyTUTe GaKTOPHL.

Kpusa na mowpocmma

KpymBata Ha MOLIHOCTTA MPEIOCTaBsi MHPOPMALIVS OTHOCHO BB3MOXKHOCTTA 38 OTKPUBAHE HA METOIA B PAMKMUTE Ha
130paHus 00XBaT Ha KOHLeHTpauus. ToBa ce OTHACS 10 PUCKA OT P-rpellka, KOraTo ce MPUIIOXKM pasrieaHusT
MeTof1. KpyBara Ha MOLIHOCTTA I103BOJISIBA 1 C€ M3UYMCIISIT Bb3MOKHOCTITE 33 OTKPUBAHE 38 CHOTBETHUTE KATETOPUI
(CKpMHMHT, TOTBBPKIABAHE) WM BUIOBE (KAYECTBEHM WM KOJIMYECTBEHM) HA METOMM 3a ONpEeNIeHN [-IpeliKu
(Harpumep 5 %).
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3.1.3.3.

BeposaTHocT
Msmepsane > CCa

Qurypa 1

Kpl/lBa Ha MOIITHOCTTa

a=10%

—_——. B=50%

.................. B=10%
0.8 0

Kounenrpamus

Qurypa 1 nokassa npumep 3a rpaduuHO NpelCTaBsHe Ha Bb3MOXKHOCTTA 3a oTkpuBare (CCP) upes aHanuTnueH
Metofl. To31 KOHKPETEH METOI MMa OCTATbUCH PUCK OT B3eMaHe Ha MOTPELIHO pelleHye OT 5 % Ipy KOHLEHTpaT
or 0,50 pglkg. Mpu koHueHtpar ot 0,55 pg/kg puCKLT OT B3eMaHe Ha pelleHNe [PX MOTPEIIHO OITaKBaHe
Hamasisiea ¢ 1 %.

Besnpouseodumocm

OrnpenensHeTo Ha Bb3MPOM3BOAMMOCTTA Ha MeTONA OT KOHIUEMIMATA 33 eIMHHNUTE J1abOpaTOPHM NPOyUBAHUS
(BBTpEIIHO MOTBHPXKIABAHE) HATIATA MOBTAPSIIO CE yuacTye B MPOPECHOHANHNTE MPOYUBAHNS ChIMACHO ISO
pBKOBOICTBO 43-1 (3) 1 43-2 (4). Ha naboparopuute ce 103B0JIsiBa 1a M30epaT cOOCTBEHM METOMM, IPU YCIIOBHE
e Te3) MeTOIM Ce M3NON3BAT NPY PyTUHHM ycrobyst. CTaHIAPTHOTO OTKIIOHEHNE OT JTabopaTopusTa MOXKe 1a ce
V3TION3BA 33 OlIEHKA Ha BB3MPOM3BOICTBEHNS METO.
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3.2. TPAQUYHO TPEJCTABSHE HA PA3IIMYHUTE AHATIUTUYHU OTPAHUYEHMS

Qurypa 2

Beurectsa ¢ HEYyCTaHOBECHA NOMYCTUMa rpaHuua

CCo CCp
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Orrosop
Xg CpemHa CTOMHOCT 33 OTTOBOP Ha 3aMbPCeHaTa mpoba.
Sp CTAaH[ApTHO OTKMOHEHME HA IpasHaTa mpoGa (ONpeleleHa IPY BLTPELHONaGOpATOPHM YCIOBMA Ha
BB3NPOU3BOTMMOCT).
Sg CTaHOAPTHO OTKJIOHEHWe HA 3aMbpceHaTa npoba (onpemeneHa mpy BLTPELIHONAOOPATOPHU YCIOBUS Ha
BB3NPOU3BOIMMOCT).
a HuBo Ha IOTpelnHM HeCHOTBETCTBALIM PE3YITTATH.,
B HuBo Ha morpelHm ChOTBETCTBALIY PE3YNITATIL.
CCa Otrosop ¢ mafieHa o-rpemka u 50 % B-rpemka.

CCp OTroBop ¢ MHOTO MallKa 0-TPellKa i JafeHa f-rpetuka.
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YecToTa

Qurypa 3
BelwiecTBa ¢ yCTaHOBEHa HOIYCTUMA TPaHMULA

Paspemien mumut

CCo CCp

1,84spure 1,84ss

o

CCa

ccp

Konunenrpanms

Cpenna ,KOHLEHTPaLyA" Ha IPa3HaTa poda.
CpefHa ROHUEHTPALWs Ha IIpo0aTa, ChIIbPKALIA AHAIUT B OIYCTIMATA [PaHMULA.
CpeyiHa KOHIEHTPALWS Ha 3aMBPCeHaTa npoba.

CTaHHapTHO OTKJIOHCHUE OT npoéara, ChABPXAIld aHAINTa B [ONYCTMMAaTa TIpaHuIa (onpeneneﬂa npu
Bmpemﬂona6opa1‘op}m ycioBus Ha B’bBHPOM3BOIIMMOCT).

CTaHHapTHO OTKIIOHEHME Ha ChIbpXKamata Opofa (OmpemerneHa NpPY BETPEIIHONAGOPATOPHM YCIOBUS 3a
BB3IPOM3BOIMMOCT).

Hupo Ha norpelsm HeChOTBETCTBAILN PE3YATATH.
HuBo Ha IIOrpeIHM CHOTBETCTBALIM PE3YNTATH.
OtroBop ¢ maneHa o-rpemka u 50 % B-rpewuka.

OTroB0p ¢ MHOTO Mallka O-TpellIka Vi NafeRa P-rpemmka.
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3.3. TIPVIMEP 3A M3UMCIIEHUE 3A TECTBAHE HA M3HOCOYCTOMYMBOCTTA HA HE3HAUMUTEITHUTE [IPOMEHN
CBITIACHO I10OXOHA HA IOIEH (16)

CpaBHeHMs Ha CPeHM CTOIHOCTH (A)

A)l4 CpaBHsiBaT ce CPeHNUTE CTOMHOCTY Ha IiIaBHUTE OYKBU (A, 10 Ag) CbC CPEIHUTE HA TEXHMTE
1
KOpeCTIOHMMpannt Mankit 6yKBi(A, 1o A,). AKo famer gakTop uma edex, pasmukara me Gbie

>

Ay =2
Ap =1(B)/4
3HAYUTEITHO TO-TOJISIMA OT PAasNMKUTE Ha APyruTe $akTopL.
Ac =Z(C)[4
Ap = 3(D;)/4 EnuH M3HOCOYCTOIYMB METO He CrlefiBa [1a O'bjle 3aCETHAT OT IIPOMEHM, CPELIALIN CE MIOYTH ChC
A, = 3(E)/4 CUTYPHOCT MeKIy Jtabopatopuure.
E i
Ap = X(E)/4 AKO HsMa 3HauMTeIHA Pa3NMKa, Hali-pealMCTUYHOTO M3MepBaHe Ha CITyyaiiHaTa rpeuika ce napa
A = 2(G)/4 OT CefleMTe pasyyKa.
A, =Z(@)[4
A, = 3(by)/4
Ac = 2((:1)/ 4
Ag = Z(d)/4
A =Z(e)/4
A = X(f)[4
A, = I(g)/4
Pasmika (D)) Pasnuka Ha kBampar (D;’)
D,=A-a=3(A)- (@) D? = croitHocT a
D,=B-b=%(B)-X(b) D¢ = croiioct b
D, =C-c=2(C)-2(c) D? = croitroct ¢
D,=D-d=3D) - 2(d) D3 = croitnocr d
D.=E-e=ZX(E) - Z(e) D? = croiiroct e
Dy =F-f=3(F) - 2(f) D? = croiinoct f
— - 2 _ o
D, =G-g=3(G) - Z(g) Dy = croiioct g

Cmandapmuo omraotenue om pasaurume D; (Sp,):

S,y = V2E(D f7)

Korato Sp; € 3HauMTEIIHO MO-TOJISIMO OT CTAHIAPTHOTO OTKIIOHEHME HA METOMNA, M3BBPLICH NPV BBTPEILIHONAO0PATOPHM
YCIOBYSI Ha BB3MPOU3BOIMMOCT, KAKTO € YKa3aHO MO-TOpe, MPeIBAPUTEIIHO MO3Ke [1a Ce HAIPaBy OIpeIIeNieHO 3aKITIoueHNe, Ue
BCUMUKY AaKTOPH 33CIHO MMAT eeKT BHPXY Pe3ylTaTa, JOpH akKO BCEKM OTIEICH GakTop He NOKa3Ba 3HAUMTEIHO BIMSHNUE U
METOIbT He € 3HAUMTEITHO M3IPBAKIIMB Cpelily M30paHuTe MOIMQMKaLmm.

3.4. TIPUMEPU 3A U3UNCITIEHUE 3A BBTPELLIHOJTABOPATOPHU TMPOLIEOYPU HA BAJIMINPAHE
TlprMepy 3a M3uMCIIeHMs 33 MPOTOKON 3a BHTPEUIHO BANIMIMPAHEe CHINIACHO OMMCAHOTO MPY BalMAMPAHE CBITIACHO
antepHatyBHUTe Mofenu (3.1.3) (13) (14).

3.5. NIPUMEPYU 3A CTAHIAPTEH JOBABBYEH METO

Tecrosara npo6a cb¢ chIbpxKanue T Ha aHATNTa ce Pa3erist Ha IBe TeCTOBY 4acTit 1 1 2 Che ChOTBETHI MAc 1, 11 m,. TecToa
yact 2 e 3a0cTpeHa ¢ 06eM V, OT pasTBOp Ha KOHLEHTPAT P, OT aHanuTa. [[Ba eKCTPaKTa OT TeCTOBUTE YaCT! HA CbOTBETHNUTE
obemu V; n V, ce noiyyasar ciiedl eKCTPaKT M eTaIy Ha OYMCTBAHE Ha MeToNa. Bb3CTaHOBSBAHETO Ha aHAIINTA Ce IIPEMIIONara,
ye e rc. M [IBaTa eKcTpaKTa ca mpobu ¢ MEeTofI Ha M3MepBaHe Ha YyBCTBUTENIHOCTTA b i 1aBaT aHANMTIYEH OTIOBOP OT X U X,
CBOTBETHO.

AKo ce mpueMe, ye rc 1 b ca ChIIMTe 3 AHATMTA B MeCTHATa 1poba 1 B 3a0CTpeHaTa Mpoba, Torasa ChIbpxaHmero Ha T Moxke
JIa ce M3UYMCIM KaTo:

T = x.V,.p, Y,/ (%, V,m =%, .V, m,)

MeToirbT 111e M03BOJIN OINPENEIIAHETO HA Bb3CTAHOBABAHETO I'C. Torasa, B JIOITb/IHEHVE KbM npo6aTa, OlycaHa Io-rope, 4act ot
€KCTpaKTa Ha 4acCTTa OT TECTa 1 (06eM V3) C€ CMECBA C UBBECTHO KOJIMYECTBO pBAVB OT aHaJINTA U C€ aHaJIU3Mpa. AHIUTUYHUSAT
OTIOBOp € X3 M Bb3CTAHOBABAHETO €:

rc = X,.V,.V,pp.Vy/[X, V.V, (Tim, + p, .V, )=x,.V, T.m (V,-V,)]
ChlLO TaKa ¢ BH3MOXKHO J1a CC M34UCI UyBCTBUTEIIHOCTTA b, Karo:
b =x.V,[rcT.m,

Beyuku mpuoxyMy yCroBist ¥ mompoOHocTH ca omicany (18).
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AAS
AES

AOAC-I

cl
CRM
v

2D
DAD
DPASV
ECD

EI

GC
HPLC
HPTLC
HRMS
ICP-AES
ICP-MS
IR

1SO

LC
LR(MS)
MUTE
MS

RF
RSDL
SIM
TLC
uv
VIS

(1) 1SO 17025: 1999 General requirement for the competence of calibration and testing laboratories.
(2) 1SO 3534-1: 1993 Statistical Methods for quality control — Vol. 1 vocabulary and symbols.

(3) ISO Guide 43-1: 1997 Proficiency testing by interlaboratory comparisons — Part 1: Development and

4. CIINCBK HA CbKPALIEHUATA
aTOMHOA6COPOLIMOHHA CIIEKTPOMETPYS
ATOMHO-CMIUCHOHHA CIICKTPOMETPIS
Aconpanyst Ha OQUUMATIHITE aHATMTHYHY XUMULY — MEXIyHapOIHA
06Bbp3BaILIA TIPAKTHKA (MMYHOIPOGH)
XMMMYECKA FOHU3AINS
cepruuimpan pedepeHTeH MaTepyan
KOCQUIIMEHT Ha BapMALIS
IByM3MepeH
OTKpMBaHe Ha JMOJIEH Pell
midepeHIanHa UMITYTICHA aHOIHA OTOMBAIIA BOITAMETPYS
OTKPMBAHE HA €IEKTPOHHO yIIaBsHE
JIOHV3ALVSL Ha eIeKTPOHHO BIISIHYIe
ra3oBa Xxpomarorpadus
BICOKO V3ITBJIHSBALIA TEYHA XPOMATOrpaduist
BVCOKO M3ITBJIHSBALL THHBK CIIO XpoMaTorpadus
BUCOKA PE3OITIONIS (MAC CIIEKTPOMETpUs)
VHIYKTYBHO CBbP33HA IUIa3Ma - 33 ATOMHO-EMICHOHHA CIIEKTPOMETPILSI
VHIYKTVUBHO CBbP3AHA IU1a3Ma — MAC CIIEKTPOMETPUSL
MHpauepBeHn
MexKIyHaponHa OpraHy3aLyst O CTAHIAPTH3ALIAS
TeYHa XpOMATorpaust
HICKA pe3oyiouust (Mac CIIeKTPOMETpHsi)
MIHJMAITHO M3UCKBAHA TPAHNIA HA epeKTUBHOCT
Mac CIeKTPOMETPILS
CHOTHOLLICHIE MAca/3apsin
CPaBHUTEIHO Murpupane KoM pasrsopumitsi dppont (TLC)
CPABHUTEIIHY CTAHIAPTHY OTKIIOHEHVS OT 1abopaTopusta
130paHo OHHO HabofIeHIe
TBHBK CII0Jf XpOMATOrpadust
YNTPABHONIETOBA CBET/IMHA

BUOMMa CBETIIMHA

5. U3IOJI3BAHA JINTEPATYPA

operation of proficiency testing schemes.

(4) 1SO Guide 43-2: 1997 Proficiency testing by interlaboratory comparisons — Part 2: Selection and use of

proficiency testing schemes by laboratory accreditation bodies.

(5) ISO 5725: 1994 Accuracy (trueness and precision) of measurement methods and results — Part 1: General
principles and definitions; ISO 5725-2 Part 2: Basic method for the determination of repeatability and
reproducibility of a standard measurement method; Part 4: Basic methods for the determination of the trueness

of a standard measurement method.
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12)

(13)

(14)

(15)

(16)
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