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To3m KOKYMEHT e cpecTBO 32 I0KYMEHTHpPaHe W He 00BbP3Ba MHCTUTYUHHTE

PETJIAMEHT (EHO) Ne 2568/91 HA KOMUCHSATA

ot 11 rwam 1991 roauna

OTHOCHO XAPAKTCPUCTHUKHUTEC HA MACIHHOBOTO MacCj0 H MACJIMHOBOTO MACJIA0 OT OCTATBYCH

MaTepual U CbOTBETHUTE METOAU 32 aHAJIU3

(OB L 248, 5.9.1991 r., ctp. 1)

W3meneH cbC:

Pernament (EMO) Ne 3682/91 na Komucusita ot 17 aekemBpu 1991
TOIMHA

Pernament (EMO) Ne 1429/92 na Komucusra ot 26 mait 1992 ronuna
Commission Regulation (EEC) No 1683/92 of 29 June 1992 (*)
Commission Regulation (EEC) No 1996/92 of 15 July 1992 (¥)
Pernament (EMO) Ne 3288/92 na Komucusra ot 12 HoemBpu 1992 roauna
Pernament (EMO) Ne 183/93 na Komucusita ot 29 suyapu 1993 ronuna

n3mMeHeH ¢ pernamenT (EMO) Ne 826/93 na Komucusra ot 6 anpui 1993
rOANHA

Commission Regulation (EEC) No 620/93 of 17 March 1993 (*)
Pernament (EO) Ne 177/94 na Komucusita ot 28 siHyapu 1994 romuHa
Commission Regulation (EC) No 2632/94 of 28 October 1994 (*)
Pernament (EO) Ne 656/95 na Komucusara or 28 mapr 1995 ronuna
Commission Regulation (EC) No 2527/95 of 27 October 1995 (*)
Commission Regulation (EC) No 2472/97 of 11 December 1997 (*)
Pernament (EO) Ne 282/98 na Komucusita ot 3 deBpyapu 1998 roauna
Commission Regulation (EC) No 2248/98 of 19 October 1998 (*)
Pernament (EO) Ne 379/1999 na Komucusita ot 19 despyapu 1999 roauna
Commission Regulation (EC) No 455/2001 of 6 March 2001 (*)
Commission Regulation (EC) No 2042/2001 of 18 October 2001 (*)
Commission Regulation (EC) No 796/2002 of 6 May 2002 (*)
Pernament (EO) Ne 1989/2003 na Komucwusita ot 6 HoemBpu 2003 roguHa
Pernament (EO) Ne 702/2007 na Komucusita ot 21 rouu 2007 roxuHa
Pernament (EO) Ne 640/2008 na Komucusra ot 4 ronu 2008 roauxa
Pernament (EC) Ne 61/2011 na Komucusra ot 24 suyapu 2011 ronuna

Pernament 3a n3nbinerune (EC) Ne 661/2012 na Komucwusita ot 19 romu
2012 romguna

ITonpaseH che:
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[Tompaska, OB L 78, 24.3.2011 r., ctp. 69 (61/2011)

(*) Hacrosimust akT HAKOTa HE € MyOJMKYyBaH Ha OBJITapCKU €3UK
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PETJIAMEHT (EHO) Ne 2568/91 HA KOMUCHUSATA
or 11 riam 1991 roguna

OTHOCHO XapaKTCePUCTUKHUTE Ha MaCJIUHOBOTO MacJjao u
MACJIMHOBOTO MACJ0 OT OCTAThYC€H MaTepual U CbOTBETHHUTE
METOAM 3a aHAJIU3

KOMUCHATA HA EBPOITEMCKHUTE OBIIHOCTH,

KaTo B3e npeasuja Jlorosopa 3a ch3gaBaHe Ha EBpormeiickara MKOHO-
MH4ecKa OOIIHOCT,

karo B3e mnpeaBun Perimament Ne 136/66/EMO na CbBera oOT
22 centemBpd 1996 r. OTHOCHO Ch3AaBaHETO Ha OOILIAa OpraHU3alUsA
Ha masapa Ha Macia W MasHuuu (1), mocieaHo u3MeHeH ¢ Perjament
(EMO) Ne 3577/90 (%), 1 mo-crienuanHo wieH 35a OT Hero,

KaTo MMa MpeABUJ, 4e MpuiIoxkeHueto kbM Permament Ne 136/66/EMO
ChIbpKa ONHCAHUETO U NEPUHUIMATA HA MACIIMHOBOTO Macllo ¥ Macilu-
HOBOTO MAacJli0 OT OCTaTh4€H MaTepuall 3a LEeNUTEe Ha THProBHATA BHB
BCSIKa JIbpKaBa-uieHKa B paMkure Ha OOIIHOCTTa M B THProBUsTA C
TPETH CTpaHu;

KaTO MMa MPEABUJ, Y€ 3a IICUTE Ha Pa3rPaHHYABAHETO HA PA3INYHHUTE
THUIIOBE Ma3HHHU € HEOOXOIUMO Ja Ce OMpPEACIAT GHU3HISCKUTE U XHUMU-
YECKUTE XapaKTePUCTHKUA Ha BCAKA OT TAX, KAKTO U OPraHOJENTHUIHUTE
XapaKTePUCTUKH HAa HEoOpabOTEHOTO MACIMHOBO MAclio virgin ¢ Iel
rapaHTHpaHe YHCTOTAaTa W KAueCTBOTO HA CHOTBETHUTE MPOIYKTH, 0e3
TOBA [1a 3acsira IPYTU ChIICCTBYBAIIM Pa3mopeadu;

KaTo MMa Mpe/IBU], Y€ HAJMYUETO Ha XapaKTEPUCTUKUTE Ha Pa3IHYHHUTE
TUIIOBE Ma3HHMHU TPsIOBA Ja ce Ompezess M0 eHAKbB HAYWH B PAMKHUTE
Ha 1sp1ata OOIIHOCT; KaTo MMa IpenBHI, Y€ 3a Ta3u Ied TpsOBa na ce
YCTaHOBAT OOLIHOCTHM METOJIU 33 XUMHUYECKH W OpraHoJIENTHYEH
aHaNM3; KaTo MMa INpPEeIBH[, Y€ 3a MU3BECTEH NPEXOAeH INepHoAa TpsdBa
Jla ce MO3BOJIM M3IMOJI3BAHETO HAa JPYTd METOJM 3a aHAIM3, IPHJIaraHu B
JIbP)KaBUTE-YJICHKH, KaTO IpPHU HAJIM4YMe Ha pas3jiika B pPE3yJITaTHTE,
MOJyYEHHUTE C IIOMOIITa Ha OOLIMS METOJ Iie OBJaT pellaBalld;

KaTo WMa TIpeIBH[, Y€ ONpPEACISTHETO Ha (PU3NYECKHTE M XUMHYECKH
XapaKkTepUCTUKA Ha MAaCIMHOBOTO MAacli0 M Ha METOIMTE 3a aHaJIN3
BOIM 1O HM3MEHEHHE HAa JONBIHUTEIHUTE OCJeKKH KbM riaBa 15 or
KomOunupanara HOMEHKJIATypa;

KaTo MMa MPEABUJ, Y€ METOABT 3a OPraHONENTHYCH aHaIu3 Ha HeoOpa-
0OTEHOTO MACIMHOBO MACJIO Virgin BKIIIOYBA Ch3JaBaHETO HAa TPYIH OT
moa0paHy JeryCcTaTopH; KaTo MMa MPEABHI, Y€ CPOKBT, HEOOXOIHM 3a
Ch3/1aBaHETO Ha MOJO0HA CTPYKTypa, TpsOBa MO Ta3W MpPUYMHA J1a Obje
OIlpe/ieNieH; KaTo UMa MPEeABUA, Y€ C Orjie]] TPYAHOCTHUTE, KOUTO HIKOU
JbP)KABU-WICHKH IIe CPEUIHAT TMPH CH3[aBaHETO HA TPYIH OT JEryc-
TaTtopH, TpsAOBa na ce Iaje paspelleHHe 3a W3MOJI3BAaHETO Ha TPYNH B
JIPYTH IbpIKaBH-WICHKH;

(') OB 172, 30.9.1966 r., ctp. 3025/66.
() OB L 353, 17.12 1990 ., c1p. 23.
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KaTo MMa IIPEJBUI, Ye C eJl OCUTYPSIBaHE MPABHIHOTO (PYHKIMOHUpPAHE
Ha CHCTeMara OT TAaKCH BBPXYy BHOCAa Ha OCTaTbYHM MAaTEpHaId OT
npepaboTKaTa Ha MaciuHM, TpsOBa Ja ce IpueMe o0l METoj 3a
OIpPECIITHE MACICHOTO ChIBPKAHUE HA TE3HM NMPOMYKTH;

KaTo MMa MpEJBHUJI, Ye C IIeN Jia He ce BPeIH Ha ThProBusTa, TPsOBa Ja
ce MpeaBHAM pas3mopenda 3a peantu3upaHeTo B KPaThK CPOK Ha MAKETH-
pPaHOTO MACIUHOBO MAacjo MPEAU BIHM3aHETO B CHJIA HA HACTOSIIHS
peraMeHT;

KaTo uMa MpeIBHl, 4e € HeoOxoauma otMmsHara Ha Permament (EMO)
Ne 1058/77 na Komucusra (1), mocinenso msmenen ¢ Pernmament (EMO)
Ne 1858/88 (%);

KaTo MMa npeaBua, 4e YHpaBI/ITSJIHI/I}IT KOMHUTET II0 Macjia 1 Ma3HUHU
HC € JaJI CTAaHOBUILIC B CpOKa, ONPEACIICH OT HCroBUsA MNpEACCHATEII,

IMPUE HACTOAIIUSA PEI'JIAMEHT:

YM20
Ynen 1

1. Macno, YMHTO XapaKTEPUCTHKH OTTOBAPAT HA TIOCOUYEHUTE B
Toykr 1 u 2 OT mpuiokeHHe | KbM HACTOSIIUS PErJIaMeHT, Ce CUHMTAT
3a HeoOpabOTEHO MACIMHOBO MAcCJIO Virgin Mo CMHChIA Ha ToYKa 1, a)
6) oT npuioxxeHuero kbM Perimament Ne 136/66/ENO.

2. Macno, YMHTO XapaKTepUCTHKH OTTOBApsAT Ha IIOCOUYEHUTE B
TOYKa 3 OT MpWIOKEHWEe | KbM HACTOSIIUS peryiaMeHT ce CYHTa 3a
MaCJIMHOBO MAaciio 32 OCBETJICHHUE M0 CMUCHJIA HA TOYKA 1, B) OT MPHIIO-
xeHuero kpM Permament Ne 136/66/EUO.

3. Macno, 4MMTO XapaKTEPUCTUKH OTroBapsAT Ha IOCOYEHUTE B
TOYKa 4 OT HPHIOXKEHHE | KBM HACTOSIIMS pETJIaMeHT ce CYMTa 3a
paduHUPaHO MAacIMHOBO MAacjlO IO CMHUChHIAa HAa TOYKAa 2 OT IIPUIIO-
xeHneTo kbM Permament Ne 136/66/EMO.

4. Macno, YMHTO XapaKTEPHCTUKH OTrOBapsAT Ha MOCOYCHHUTE B
TOYKa 5 OT mpuiokeHHe | KbM HACTOSIIHS PErJIAMEHT Ce CYUTa 3a
MAaCJIMHOBO MAacll0 CBhCTaBEHO OT padMHUpPaHH MACIMHOBM Macjia H
HeoOpaObOTeHW MACIMHOBH Macja Virgin 1mo CMHChJIa Ha TOYKa 3 OT
npunioxeHuero keM Permament Ne 136/66/EUO.

5. Macmno, 4MHTO XapaKTePUCTUKH OTrOBapsT Ha IOCOYCHHUTE B
Toyka 6 OT MpWIOXKEHUE | KbM HacTOAIUS PETNIAMEHT CE CUMTa 3a
CypOBO MAacCIMHOBO MAacjlO OT OCTaThUCH MaTrepHal MO CMHCHIA Ha
Touka 4 OoT mpHIoXkeHHeTo KbM Permament Ne 136/66/ENO.

6. Macno, 4MHTO XapaKTePUCTUKH OTrOBapsAT HA IIOCOYCHHUTE B
Touka 7 OT mpuioxkeHue | KbM HACTOSIIMS pPErJlaMeHT Ce CuHuTa 3a
paguHMpPaHO MAcIMHOBO MAaclO OT OCTaThbueH MarepHal IO CMHCHIA
Ha TOYKa 5 OT mpmiokeHHeTo KpM Permament Ne 136/66/EHO.

7. Macno, 4MMTO XapaKTePUCTUKH OTIOBapsAT Ha IIOCOYCHHTE B
TOYKa 8 OT MpWIOKEHWE | KbM HACTOSIIUS pErJIaMeHT Ce CYHTa 3a
MAacJIMHOBO Macjlo OT OCTaTh4€H MaTepHajl 10 CMUCHIA Ha TOYka 6 OT
npunoxennero keM Permament Ne 136/66/ENO.

(') OB L 128, 24.5.1977 r., ctp. 6.
() OB L 166, 1.7.1988 r., cp. 10.
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VYM19

VYM21

VY M20

VY M20

VYMi1

VYMi13

YM19

VYM23

Ynen 2

1.  XapakTepHCTHKUTE Ha MacljlaTa, yCTAaHOBEHH B MpuioxkeHue I, ce
OIIPEACNAT B CHOTBETCTBHE C METOIUTE, ONHCAHU IO-JIONY:

— 3a ompenensHe Ha CBOOOJHUTE MACTHM KHCENWHH, M3pa3eHH KaTo
IOPOLEHT OJIEMHOBA KHMCEJIMHA, CE H3IO0JI3BA METOABT, ONHUCAaH B
npunoxenue II,

— 3a OompeAeisHe Ha IEPOKCUIHOTO YHCIO C€ H3IO0JI3BA METOABT,
onmcan B mpuinoxenne 111,

— for determination of the wax content, the method given in
Annex 1V,

— 3a OIpejeNsHe Ha CTEPONHOTO ChABbPIKAHUE Ce M3ION3Ba METONBT,
ONKCaH B MpUIOKEHHE V,

— 3a ompeleNiiHE HAa E€PUTPOJUOJIA U YBAoJa C€ M3IO0I3Ba METOABT,
ONKCaH B NpUoXeHue VI,

— 3a ONpeAeNsTHETO Ha MPOLEHTHOTO CHABPKAHUE Ha 2-TIULEPUI
MOHONAJIMHUTAT, METOABT, LIUTHPAaH B IpuiioxeHue VII,

— 3a cHeKTpo(OTOMETPUYEH aHAIN3 Ce H3ION3Ba METOABT, OIMCaH B
npunoxenue X,

— 3a OmpeJeNsHe CbhCTaBa HA MacTHAaTa KHCEJIMHA CE H3I0JI3Ba
METOIBT, onvcad B mpunoxenne X A u X b,

— 3a ONpeJeNsdHe Ha JIETIIMBUTE XaJlOT€H-ChbP)KAlld Pa3TBOPUTEIH CE
U3I0J13Ba METOABT, ONMUCAH B IpuioxeHue XI,

— 3a aHanuW3a Ha OpPraHOJENTHYHHUTEC XapaKTePUCTUKH Ha CTYIEHO
IIPECOBAHOTO MACIMHOBO MAacjoO C€ M3MO03Ba METOIBT, OMNUCAH B
npunoxenue XII,

— 3a ompeielsiHe Ha CTUTMACTaJUeHH, METOABT, OINpeleieH B
npunoxkenne XVII,

— for determining the content of triglycerides with ECN42, the method
set out in Annex XVIII,

— for determination of the aliphatic alcohol content, the method given
in Annex XIX,

— 3a yCTaHOBsIBaHE HA CHABPKAHHETO Ha BOCHIM, CTUJIOBH €CTEpU Ha
MAacTHH KHCEJIMHA W METHJIOBH €CTepM Ha MAacTHU KHCEIHMHU
MOCPEJICTBOM KalWIsipHAa ra3oBa Xpomarorpagusi — METOJIBbT,
ompeseneH B mprmioxkenne XX.
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YM19

2. Verification by national authorities or their representatives of the
organoleptic characteristics of virgin oils shall be effected by tasting
panels approved by the Member States.

The organoleptic characteristics of an oil as referred to in the first
subparagraph shall be deemed consonant with the category declared if
a panel approved by the Member State confirms the grading.

Should the panel not confirm the category declared as regards the
organoleptic characteristics, at the interested party's request the
national authorities or their representatives shall have two counter-
assessments carried out by other approved panels, at least one by a
panel approved by the producer Member State concerned. The charac-
teristics concerned shall be deemed consonant with the characteristics
declared if at least two of the counter-assessments confirm the declared
grade. If that is not the case, the interested party shall be responsible for
the cost of the counter-assessments.

YM17

" 3. When the national authorities or their representatives verify the
characteristics of the oil as provided for in paragraph 1, samples shall
be taken in accordance with international standards EN ISO 661 on the
preparation of test samples and EN ISO 5555 on sampling. However,
notwithstanding point 6.8 of standard EN ISO 5555, in the case of
batches of such oils in immediate packaging not exceeding 100 litres,
the sample shall be taken in accordance with Annex la to this Regu-
lation.

YM19
" Without prejudice to standard EN ISO 5555 and Chapter 6 of standard
EN ISO 661, the samples taken shall be put in a dark place away from
strong heat as quickly as possible and sent to the laboratory for analysis
no later than:

— the tenth working day after they are taken, during the period from
October to May, and

— the fifth working day after they are taken, during the period from
June to September.

vm17

4. »M20 3a uenuTe Ha NHpoBepKaTra, mpeiBujeHa B maparpad 3,
aHanmusute nocoueHnn B npuioxkenus I, III, IX, X u XII, u xpaero e
MPUIOKAMO, BCHYKH HEOOXOAMMH KOHTpa-aHAIM3U B CHOTBETCTBUE C
HaIMOHATHOTO 3aKOHOAATEJICTBO TpsiOBa na OBIAT MPOBEAEHH IPEAd
Jarata Ha MHHMManHaTa TpaiHocT. Koraro mpoOurte ca B3eTH IOBeYe
OT YeTHPH Mecella Npeay JaTaTa Ha MUHHUMaJIHaTa TPaMHOCT, aHAJIU3UTE
ce MPOBEXJAT HE MO-KbCHO OT YETBBPTUS MECEI Cle/l Mecela, B KOHTO
e B3era mpodara. 3a JpyruTe aHajgu3H, NPEIBUACHH B IIOCOYCHUS
periamMeHT, He ce mpuiara cpok. <«
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Ym17

Unless the sample was taken less than one month before the minimum
durability date, if the results of the analyses do not match the charac-
teristics of the category of olive oil or olive-residue oil declared, the
party concerned shall be notified no later than one month before the end
of the period laid down in the first subparagraph.

VYMI19
5. For the purpose of determining the characteristics of olive oils by
the methods provided for in paragraph 1, the analysis results shall be
directly compared with the limits laid down in this Regulation.

VY M20
Unen 2a

HaumonanHuTe BnacTM WM TEXHUTE NPEICTABUTENM MorarT Ja
IIpoBepsiBaT JaldM €JHa MOCTpa CHOTBETCTBA Ha JEKJapUpaHaTa Kare-
ropus:

a) 4pe3 MPOBEXKIAaHE, HE3aBUCUMO OT IMOCJICAOBAaTENHOCTTa, Ha
aHaJM3UTe, IPEIBUICHUA B MpUIOXeHue [

0) WM KaTo ce cielBa peabT, IOCOUCH B IpuioxeHue 10 3a cxemara Ha
peLIeHH s, JOKAaTO Ob/e JOCTUIHATO €HO OT PEIICHHSTA, ChIbPIKALLO
ce B CXEMaTa Ha PEIICHUS.

VYM19

Ynen »M19 3 «

AKO ce YCTaHOBH, Y€ OpPraHOJIENTUYHUTE XAPAKTEPHUCTUKU HA MAacllu-
HOBOTO MAacji0 HE OTrOBapAT Ha ONHMCAHMWETO WM, 3aHHTEPECyBaHHUTE
Ibp)KaBU-WICHKH, Oe3 Ja ce 3acsraT OCTAaHAJUTE CaHKIWHW, Hajarar
aJIMAHUCTPATUBHO-UHAHCOBH HaKa3aHHs, YMHUTO pa3Mep ce OIpeess
B 3aBHCHMOCT OT CTENEHTa Ha KOHCTAaTHpaHaTa HEpPeTHOCT.

HpI/I OLCHABAHCTO Ha HEPCAHOCTTA CC 06p1>ma CIICaJIHO BHUMAHUEC Ha
€CTCCTBCHUTEC M3MCHCHUS B XapaKTCPUCTUKUTC HAa MaCJIMHOBOTO Macio,
HaCThIBaAllM IIPU HOPMAJIHU YCJIOBHUS Ha CHXpPAaHCHHUEC.

B Hauasoro Ha BCAKO MNOJYroAME IbpPKABUTE-WICHKHM HWH(POPMHUpPAT
Komucusra 3a 6pos ¥ Buia Ha KOHCTATUPAHUTE HEPEIHOCTH U 33 HAJO-
JKEHUTE HaKa3aHWs Ipe3 MPEAXOTHOTO IOJYTOJue.

Ynen 4

VYM19
1. The Member States may approve assessment panels so that
national authorities or their representatives can assess and verify orga-
noleptic characteristics.

The terms of approval shall be set by Member States and ensure that:

— the requirements of Annex XII.4 are met,

— the panel head is given training recognised for this purpose by the
Member State,
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YM19

— continued approval depends on performance in annual checks
arranged by the Member State.

Member States shall notify to the Commission a list of approved panels
and the action taken under this paragraph.

2. Koraro  abpKaBUTe-WICHKM  H3MUTBAT  3aTPyJHEHUS  IpHU
CH3JABaHETO HAa IPYINH OT JEryCTaTOpd Ha TAXHATa TEPUTOPHUS, Te
MOraT Jia ce oObpHAaT KbM Ipyla OT JErycTaTopH, OJ0OpeHu B Apyra
IbpKaBa-wIeHKa.

3. Bcska nbpkaBa-uJ€HKa ChCTaBsl CIHCBHK Ha TPyHHTE OT Jeryc-
TaTOpH, CBH3AAICHH OT NPOQECHOHATHU WIM MEXIyOpaHIIOBH oOpra-
HU3alUK B CHOTBETCTBUE C YCJIOBHATA, YCTAHOBEHH B maparpad 1 u
rapaHTHpa, 4e TEe3H YCIOBUS Ce CIa3Bar.

VYM19

Ynen 6

1. MacneHoTo ChIBbpKaHHE Ha KIOCIIETO W JAPYTUTE OCTATHYHH
MaTepuagd OT JO0OMBaHETO Ha MaciMHOBO Macio (komose mo KH
230690 11 u 2306 90 19) ce ompenens 4pe3 M3MOJI3BaHE HAa METOJA,
H3JI0KEH B mpujiokenne XV.

2. MacneHoTo ChIbp)KaHHe, MOCOYeHO B maparpad 1, ce u3passBa
KaTro MpPOLEHTHO CHOTHOUIEHHWE OT TErJIOTO Ha MAacjloOTO KbM TEIJIOTO
Ha CyXOTO BEIIECTBO.

YM20
Ynen 7

Pasnopenoure Ha OONIHOCTTA, OTHACSIIM CE IO HATMYMETO HA TIPUMECH
ce TpuJarar:

[lo oTHOIIEHHE Ha XaJOT€HHPAHUTE Pa3TBOPHUTENH, OTPAaHUUEHHATA 32
BCHUYKHM KaTErOPHHM MAaCIMHOBO MAacllo Ca, KaKTO ClIEIBa:

— MAaKCHMAJHOTO ChIbP)KaHHE HA OTKPHUT XaJIOTCHHPaH Pa3TBOPHTEI:
0,1 mg/kg.

— MaKCHMaJHOTO OOIIO CbIbPKAHME HAa OTKPUTH XaJIOTCHUPAHU
pasrBopurenm: 0,2 mg/kg.

Ynen 8

1. ﬂ”bp)KaBI/ITe-‘IHGHKI/I yBEAOMABAT Komucusra 3a pearnpueTUTE
MCPKH IO MPUJIAraHCTO Ha HACTOALIUA PEriIaMEHT.

2. B Havanoto Ha BCSKO MOJIyroave AbpKaBUTC-UYJICHKH U3MpaniaT Ha
KoMucusita u3BJICUCHHE ¢ aHAIUMTUYHUTE JaHHH OT TCCTOBCTC,
IPOBEACHU B XO04a Ha NMPECAXOOHOTO ITIOJIYyroauc.
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Pesynratute ce pasrinexnar oT YNpaBUTENIHHUS KOMHUTET 10 Macia U
Ma3HHHH B CHOTBETCTBHE C IpOIe[ypaTa, YCTaHOBEHa B wWieH 39 oT
Pernament Ne 136/66/EHO.

Ynen 9
Pernament (EMO) Ne 1058/77 ce oTmeHns.

Ynen 10

1.  Hacrosmmar perjaMeHT BJIHM3a B CHUJa Ha TPETHs ACH cliel ITyOsu-
KyBaHeTO My B Oguyuanen eecmuux na Eeponeiickume obwmocmu.

Brmnpekun ToBa MeromsT, ommcan B mpunoxkenue XII, ce mpumara ot
»M1 | noemBpu 1992 1. A, OCBEeH 3a JCWUCTBHS, CBBpP3aHH C
peKuMa Ha MHTEPBEHIIHS.

To3u MeTom He ce mpwiara 3a HEoOpaOOTEHO MACIMHOBO MAacilo,
TOATOTBEHO 3a TpejyiaraHe Ha rmaszapa npend 1 HoemBpu 1992 1.

2. Hacrosmusr pergaMeHT He ce Ipuiara CIOpsSMO MaclIHHOBOTO
Macja0 M MAaclIMHOBOTO Macjl0 OT OCTaTh4€H MaTepHall, ONAaKOBaHU
Ipeayd HEroBOTO BJIM3aHE B CWIA M IyCHaTH Ha @asapa [0
31 oktomBpu 1992.

HaCTOZHII/IﬂT PETIIAaMCHT € 3aAbJDKUTEIICH B CBOSATA LSJIOCT U CE MpuJiara
HPSAKO BbB BCUYKH ABPIKABU-YJICHKU.
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VY M20

VY M20

YM19

VY M23

IIpunoxenue 1:

IIpunosxenue Ia:

Ipunoxenue 16:

IIpunoxenune 1I:

IIpunosxenne III:

IIpunoxenue 1V:

IIpunoxenune V:

IIpunoxenne VI:

IIpunoxenue VII:

IIpunoxenne IX:

IIpunoxenne X A:

IIpunoxenne X b:

IIpunoxenne XI:

IIpunoxenne XII:

IIpunoxenne XV:
IIpunoxenne XVI:
IIpunoxenne XVII:
Annex XVIII:

Annex XIX:

IIpunoxenne XX:

TIPUJIOJKEHUA

Coabpixanue

XapaKTepPICTI/IKI/I Ha BUIOBETE MaCIIMHOBO Macljio

B3emane Ha mpoOM MacjIMHOBO MAacll0 MJIM MAacIMHOBO
MacJI0 OT OCTaThUCH MaTepHall IPH AUPEKTHO ONAKOBaHE
Ha He noBeue oT 100 nuTpa

CxeMma Ha pemeHusaTa

»M21 OmnpenensiHe Ha CBOOOJHUTE MAaCTHU KHCEITUHH,
cryneH meton <«

OHpCI[CJ'ISIHC Ha IIE€POKHUCHOTO YUCIIO

OmnpenensiHe Ha ChIBbPKAHUETO Ha MapadUHUA dYpe3
KanusipHa ra3oBa Xpomarorpadus

OrmperiensiHe ChCTaBa U ChIBPKAHUETO Ha CTEPOSIH Upe3
KaIHIIPHOKOJIOHKOBA ra30Ba XpoMaTorpadus

Onpez[ensme Ha ChABPKAHUETO HA CPUTPOAUOJ U YBAOJI

» M21 OrmpenensiHe Ha MPOLEHTHOTO CHIbpPKAHUE Ha
2-runepua MoHonanMuTaT <«

CriekTpo(hOTOMETPHUYHO M3CIIE/IBAHE B YITPABHONETOBHS
CIIEKTHP

l'azoBoxpoMarorpad)CKi aHain3 Ha METHJIOBUTE €CTEpPH
Ha MAacTHHTE KHCEITHHH

Ch3naBaHe Ha METHII €CTCPHU Ha MAaCTHU KUCCIIMHU

OHpGI[CJ'IfIHe Ha XaJIOrCH-ChbAbpXKAIIUTE Pa3TBOPUTEIN
Ha MaCJIMHOBOTO Maclio

OpraHonenTu4Ha eKcrepTr3a Ha HeoOpaboTeHO Maciu-
HOBO MacJjo virgin

Macneno CbABPKAHUE HA OCTAaTbYHUSA MaTCpUal
OHpeI[CJ'IﬂHC CTOMHOCTTA Ha HOJIHOTO YUCIIO
Onpe;[enﬂHe Ha CTUIrMaCTaAuCHU B PACTHUTEIIHA Macjia

Method for determining the content of triglycerides with
ECN42

Method for determining aliphatic alcohol content

Meron 3a yCTaHOBsIBaHE HA CHIBP/KAHHETO HA BOCBIIH,
CTHJIOBH €CTEPH Ha MACTHH KHCCIMHH M METHIOBH
ecTepd Ha MAaCTHH KHCEJIWHH MOCPEACTBOM KalWIspHA
rasoBa xpomarorpadus



HIPUJIOJKEHUE 1

XAPAKTEPUCTHKHU HA BUJOBETE MACJIMHOBO MACJIO

Paznka:

ECN42 OprasosienTuy- Opranoser-
ETtunoBu ectepu Ha IIpekucHo HWYHA OLIEHKA
MacTHH Kucenni- YHCIIO MMapapuun 2-raunepun Crurmac- (HPLC) - Ha otexka Cpenna
Kareropust kucenuan (FAME) n H?CT mEq mg/kg MOHOTIAJIMUTAT TaeH ECN42 Kyzp (*) | Ky (%) AK (¥) Cupezu{a CTOMHOCT Ha
(%) o o 1 | Teopermu- CTOHHOCT Ha
METUJIOBH €CTEpPU Ha *) 0O,/kg (**) (%) mg/kg (1) o nebexcrure IUIOJIOBUS
macthu kuceaunu (FAEE) *) apomar
npecmsita- Md) (*) (M) (*)
HEC
HeobpaboTeno MacimHOBO Y FAME + FAEE <0,8 <20 < 250 < 0,9 ako cymapHuar | < 0,10 <0,2 < 2,50 < 0,22 < 0,01 Md =0 Mf > 0
MAacJio €KCTpa KadeCTBO < 75 mg/kg nmm % MaJIMUTHHOBA
75 mg/kg <X kucennHa < 14 %
FAME + FAEE
< 150 mg/kg u < 1,0 ako cymapHusT
(FAEE/FAME) < 1,5 % TaJIMHTHHOBA
kucenuHa > 14 %
Heob6paboTeHo MacinHOBO — <2,0 <20 < 250 < 0,9 ako cymapuusar | < 0,10 <0,2 < 2,60 < 0,25 < 0,01 »C1 Md Mf > 0
MacJio % TaJIMUTHHOBA <354
kucennHa < 14 %
< 1,0 ako cymapHuAT
% TMaIMHUTHHOBA
kucenuHa > 14 %
MacnauHoBO ~ Macio  3a — > 2,0 — <300 () | <0,9 ako cymapuusr | < 0,50 <03 — — — »C1 Md —
OCBETIICHUE % MaJIMHUTHHOBA >35(0) «
kucenuHa < 14 %
< 1,1 ako cymapHUT
% TMMaIMHUTHHOBA
kucenuHa > 14 %
Pagpunnpano MacJIHHOBO — <03 <5 <350 < 0,9 ako cymapHHAT — <03 — <110 | £0,16 — —
Macio % NaJIMHTHHOBA

kucenuna < 14 %

< 1,1 ako cymapHuAT
% naJMHUTHHOBA
kucenuHa > 14 %

1078060 — DY — 89STAI661
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Vv M23

Paska: OpranoJent:
ECN42 Opranonentuy- P
ETtunoBu ectepu Ha TIpekucHo HWYHA OLICHKA
Kucenun- (HPLC) - Ha OIIEHKa
MAacTHU YHCIIO IMapadunn 2-TIMHepuI Crurmac- Cpenna
HOCT ECN42 % " £ Cpenna -
Kareropus kucenuau (FAME) u o mEq mg/kg MOHOTIAIMUTAT TaaueH Koz (%) | Kyp9 () AK (*) o CTOHHOCT Ha
(%) o o 1 | Teopermu- CTOHHOCT Ha
METUJIOBH €CTEPU Ha % 0O,/kg (**) (%) mg/kg (1) IUIOJIOBUS
*) « HO nedexrure
macthu kuceaunu (FAEE) *) * apomar
npecmsita- Md) (*) (M) (*)
He
5. MaciuHOBO Maciio — CMec — <10 <15 < 350 < 0,9 ako cymapHUAT — <0,3 — < 0,90 <0,15 — —
or paduHMpaHO W®  OT % NaJIMHTHHOBA
BHCOKOKAYECTBEHO kucennHa < 14 %
MAacJIMHOBO Maciio
< 1,0 ako cymapHUAT
% MaJIMHUTHHOBA
kucenuHa > 14 %
6. CypoBO MaciMHOBO Macjo — — — > 350 (%) <14 — < 0,6 — — — — —
OT OCTaThY€H MaTepuai
7. Padunupano MacCJIHHOBO — <03 <5 > 350 <14 — <0,5 — < 2,00 < 0,20 — —
Macjio oT 0oCTaTbyeH
Marepuail
8. MacnmuHoBO Maciio oT — <10 <15 > 350 <12 — <0,5 — < 1,70 <0,18 — —
OCTaTh4Y€H MaTepual
() O6wWoO KONMYECTBO HA U30MEPHUTE, KOUTO MOraT (WIM HE MOrar) Ja ObAaT OTIACICHH Ype3 KalWIApHA KOJOHA.
() MWaum xorato cpegHara CTOMHOCT Ha Je(EKTUTE € MM0-Majka WM paBHA Ha »C1 3,5 4, a cpeHaTa CTOMHOCT Ha IUIOJOBHA apoMmar e paHa Ha 0.
(®) Macno cbe chabpanue Ha Bockly Mexay 300 mg/kg u 350 mg/kg ce onpeselns Kato Macio 3a OCBETJIEHHE, aKO OOLIOTO ChAbPKAHUE HA alu(aTHU alIKOXOJHM € MO-MaJKo Wik paBHO Ha 350 mg/kg MM ako MPOLEHTHOTO
CBhIbP)KAHUE HA €PUTPOJHUON M YBAaOJ € MO-MajJKo WM paBHO Ha 3,5 %.
(*) Macno cbc chappkanne Ha Bochblu Mexay 300 mg/kg u 350 mg/kg ce ompexeins Karo CypoBO MaciIMHOBO MAaclio OT OCTaThbYeH Marepual, ako OOLIOTO ChabpkaHue Ha amuparHu ankoxoum e Haj 350 mg/kg u ako

MIPOLEHTHOTO CBHABPKAHUE HA €PUTPOAMON U yBaon € Hax 3.5 %.
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V¥ M23

Coapprkanne Ha kucermun (1) O6m10 ChabpikaHue Ha CTEpOIN
KOJL.
0O6mo TpaHc-
KOIL. JIMHOJIO- Eputpon-
b Tpanc- BH + Tpa- B K B 7 Obmo l:lOJ'lpM
Kareropust Mupuc- | Jluno- | Apaxu- | Eiiko- | Bexemo- |~ O™ | oneuto- 5| Xoneer- | PaH - Crurma- eta- | llenra-7- | crepomy
e- HC KacTepo- | mecrepo- curoctep- | Cturma- /k yBaon
THHOBA JICHOBA HOBa 3€HOBA Ba BH TMHOJIE- eporn cTepoa (mg/kg) (%) (%)
%) %) %) %) %) PUHOBA | sovepn %) I I %) oI CTEHOI o
(%) (%) HOBH (%) (%) (%) () (%)
U30Mepu
(%)
1. HeoOpaboreHo wacinuHoBo Macio | < 0,05 <10 ] <06 | <04 | <02 ] <02 |<005]<005]| <05 ] <0, <40 | < Kawmm. >93,0 | <0,5 | >1000 <4,
€KCTpa Ka4yeCTBO
2. HeobpaboTeHO MacIMHOBO Maciio < 0,05 <10 [ €06 | <04 | <02 | £0,2 |<0,05]<0,05| <0,5 <0,1 <40 | < Kawmm. > 93,0 <0,5 [ >1000 <45
3. MaciMHOBO Macjo 3a OCBETIIEHHE < 0,05 <10 [ £06 | £04 | 0,2 | £0,2 |<0,10]<0,10| 0,5 [ £0,1 <4,0 — >930 | <05 |=>1000 | <450
4. PaduHupaHO MacCIMHOBO Macio < 0,05 <10 | <06 | <04 | <02 | <02 |<020]<030| <0,5 [ <0,1 < 4,0 | <Kawmm. >93,0 | <0,5 | >1000 <4,
5. MacmuHoBO Macmo — cMec ot | < 0,05 <10 [ €06 | €04 | <02 | <02 |<020]|<030| <0,5 [ 0,1 < 4,0 | < Kawmm. >93,0 | <£0,5 | >1000 <4,
paduHEpaHo 1 HEOOpPaOOTEHO
6. CypoBo MacauHoBO Macio ot | < 0,05 <10 ] <06 | <04 | <03 <02 |<020(<0,10] <05 | <02 | £40 — >93,0 <05 | >2500 | >45®
OCTaThY€H MaTepua
7. Padurupano macnmHOBO Macio ot | < 0,05 <10 ] <06 | <04 | <03 ]<02]<040]<035]| <05] <02 ] <40 | <Kamn. >93,0 | <05 | >1800 > 45
OCTaTh4€H Marepuall
8. MacmuHoBOo Macino oT ocrtarbueH | < 0,05 <10 [ <06 | <04 | <03 <02 [<040]|<035| <0,5 <02 | <£4,0 | <Kammn. > 93,0 <05 [ >1600 > 4.5
MaTepua
(") Coabpxanue Ha Ipyrd MacTHH kucenuHH (%): manmurunoBa: 7,5 - 20,0; manmuronensosa: 0,3 - 3,5; xenranekanosa: <0,3; xemragenenosa: <0,3; creapunosa: 0,5 - 5,0; onenHosa: 55,0 - 83,0; nunonosa: 3,5 - 21,0
(®) Coop or : nenra-5,23-cUrMacTaUeHOI+HXIIEPOCTEPOII+OETa-CUTOCTEPOII+HCHTOCTAHON+/IENTa- 5 -aBeHACTEPOII+IeNTa-5,24-CTUrMAaCTaIUEHOIL.
(®) Macno cbe chappkanue Ha Bochl Mexay 300 mg/kg u 350 mg/kg ce cuura 3a MAacIMHOBO MAacio 3a OCBETJICHHE, aKO OOIIOTO ChIbp)KaHHE Ha alu(aTHH AJKOXOJM € MO-MalKo Wik paBHOo Ha 350 mg/kg win ako
MPOLIEHTHOTO ChIbPIKAHKE HA EPUTPOIMOI U yBAOJ € MO-MaIKO WM paBHO Ha 3,5 %.
(*) Macino cbe chappkanne Ha Bochl Mexay 300mg/kg u 350 mg/kg ce cumra 3a CypoBO MAcIMHOBO MAacjo OT OCTaThby€H MaTepual, ako OOIIOTO ChAbpXkKaHME Ha anudaTHU ajJkoxoiu e Hajx 350 mg/kg M ako MpOLEHTHOTO
Ch/IbpIKAHHE Ha SPUTPOAMOI M yBaon € Haj 3,5.
3abenescku:
a) Pesynrarure or aHainusute TpsOBa ja ObIAT M3PA3CHU C TOJKOBA 3HAKA CJIE]| 3alleTasTa, C KOJIKOTO Ce JaBa BCAKA €lHA XapaKTePHCTHKA.
TlociexHOTO YKCIIO TPsAOBa 1A Obje YBEIMYEHO C €HA eAUHHULA, aKO CIIEBALIOTO YHUCIIO € MO-TojisMa OT 4.
6) AKo J0pH caMo e/Ha XapaKTepHCTHKa He OTroBapsi Ha MIOCOYCHHTE CTOWHOCTH, KAaTEeropusATa Ha MacloTo MOXe Ja Oble IPOMEHEHa MM MacioTo Ja Obje 00ABEHO 33 HEYHCTO ChIVACHO HACTOSILIMS PErNIAMEHT.
B) AKO XapaKTePUCTHKHUTE, KOUTO CE OTHACSIT 3a KaueCTBOTO Ha MAclOTo, ca 0003HAYeHH ChC 3Be3an4Ka (*), ToBa 03HaYaBa, ye:

r)

— 3@ MacCIWHOBOTO MacJyIO 3a OCBETIICHUE MOXXEC U IBETE CBOTBECTHU I'PAHULM J1a Obaar PAa3JIMYHA OT ITOCOYCHUTE CTOf/’IHOCTP[;

— 3a HCOGpaGOTCHOTO MacJIMHOBO MacJjio, aKo IOHE €/1Ha OT TE3U I'PaHUIIM € pa3InyHa OT IIOCOUYCHUTE CTOﬁHOCTH, KareropusATa Ha paCTUTEIIHOTO MacCJIO C€ MPOMEHS HE3aBUCUMO OT TOBA, Y€ TO BCE OLIE CE Knacucbnuupa B HAKOA
OT KareropuuTe Ha BUCOKOKAYECTBEHOTO MACIIMHOBO Macio.

Axo XapaKTECPUCTUKUTE, KOUTO CE OTHACAT 0 Ka4Y€CTBOTO Ha MacjaoTO ca 0003HAUCHH C JIBE 3BE3HUKU (**) TOBa O3Ha4aBa, 4€ 32 BCUYKU BHJOBE MACJIMHOBO MAacCJIO OT OCTaTh4Y€H MaT€pHUall HE € 3aIbJDKUTEIIHO €THOBPEMEHHO U

JABETEC CHbOTBCTHU I'PAHUIIN J1a OTrOBapsT Ha IIOCOYCHHUTE CTOWHOCTH.

1078060 — DI — 89STUT661
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IIPUJIO’KEHHUE Ia

B3emane Ha Npo0H MacJHHOBO MACJ0 MJIH MACAMHOBO MAacj0 OT OCTAThYEH
Marepuaj HPH IUPEKTHO onakoBaHe Ha He nmoseuye ot 100 jguTpa

MertoabT Ha B3eMaHe Ha IPOOM ce Npuiiara 3a JAOCTABKH HAa MACIHHOBO MAacio
WM MaCIMHOBO Maclio OT OCTaThueH Marepual, Henpesumanamu 125 000 nutpa,
MOCTaBEHN B JUPEKTHH OINAKOBKH, Hempepumasamy 100 nurpa.

Axko nocraBkata npesumiaBa 125 000 nutpa, TS TpsaOBa na Obae pasjencHa Ha
naptuau or no 125 000 yurpa WM mo-Manko. AKO JOCTaBKaTa € I10-Majika OT
125 000 nutpa, T TpsOBa Ja mpeicraBisBa eqHa maptuaa. Ciex ToBa METONBT
ce mpuwiara 3a BCsSKa MapTHIA.

MuHnManHUSAT Opoil Ha NOAJEXKAMIMTE HAa B3EMaHEe ITBPBHYHH HpodH ce
ompenes OT pa3Mepa Ha MapTUIaTta B ChOTBETCTBHE ChC ChCTABEHATa B TOUYKA
1 Tabmuma.

PazmepbT Ha mppBHYHATA nNpoba ce ompenens Ha 0azaTa Ha KamanuTeTa Ha
JMPEKTHOTO MAaKETHPaHE B CHOTBETCTBUE ChC ChCTaBEHATa B To4Ka 2.1 Tabmmma.

JlocraBkara, mppBUYHaTa poba u 1abopaTopHara mpoba TpsiOBa a OTroBapsT Ha
ompeneneHusTa, mocoueHu B craumapt EN ISO 5555.

Iox ,,mapTuaa“™ ce pa3brupa HaAOOp MPOAAKHU SIUHHUIIM, KOUTO Ca MPOU3BEACHH,
U3pabOTEHH U OIIAKOBAHU B YCJIOBHS, MO3BOJISIBALIN MAaCJIOTO, ChIBPXKALIO CE BbB
BCSIKA MPOJAXKHA eJUHHIA a ObJIe CYNTAHO 32 XOMOT€HHO B CMHUCBHJIA Ha BCHUKH
QHAIUTHYHU XapaKTEPUCTHKH.

1. BPOI HA HEOBXOJVWMUTE IThPBUYHHU ITPOBU

MuHuManHuAT Opoi Ha HEOOXOAMMMTE I'BPBUYHM IPOOH Ce ONIpeaens OT
pasMepa Ha mapTUara B ChbOTBETCTBHE ChC Cl€IHATa TabiMIa:

Pa3mep Ha maptua (B JIUTPH) MO-MaTbK

or Munnmanen 6poii Ha ITbPBUYHHUTE NPOOH

7 500 2
25 000 3
75 000 4

125 000 5

W30pannTte 3a GpopMupane Ha MbpBUYHA NPOOA AUPEKTHHU ONAKOBKH TPsiOBa
Ja ObJaT CbCEIHH €IHA Ha Jpyra B MapTHIATA.

B cnyqaﬁ Ha CBbMHCHHEC, IbpPKABUTC-WICHKH YBEIU4aBaT 6p051 Ha
IIBPBUYHUTE HpOGH, NoJUIC)Kallu Ha B3CMaHEC.

2.  CbABPXXAHUE HA ITBbPBUYHUTE ITPOBU

2.1 IIppBHYHUTe NPOOU TPSAOBA 1a CHABPKAT CJIEIHOTO:

KoraTo aupekTHOTO omakoBaHe € ¢ IIppBuuHaTa mpoba TpsiOBa [a ChAbpKA
KarnamureT OT: Macjo OT:
a) 5 ;mUTpa WM MOBeue a) 3 IUPEKTHU OMAaKOBKH

6) 3 omrpa wim 1oBede, HO | 0) 3 AMPEKTHM ONMAKOBKU
M0-MaJIKO OT 5 JUTpa

B) 2 JWTpa WIA T[OBeYe, HO | B) 3 TUPEKTHH OMAKOBKH
[0-MaJKo OT 3 JuTpa

r) | oauTep wIM TOBeye, HO | T) O JUPEKTHH OMAaKOBKH
[O-MaJIKO OT 2 JHUTpa

n) 0,75 nurpa wim mnoBede, HO | A) 6 OUPEKTHH OIAKOBKH
M0-Majko oT 1 JuThp

e) mo-manko ot 0,75 murpa €) TpOHHO KOJIMYECTBO oT
PacTUTENHOTO Macio oT
MHHHMaJHUs Opoil OIAaKOBKU C
o0y Kamanurer noseue ot 1,5
JUTpa
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2.2. IIbpBHYHHTEe MPOOH cJeaBa Aa ObAAT CHXPaHSBAHU B B THPEKTHU
OMaKOBKH /10 BpemeTo 3a aHaiau3. Cieq ToBa Macio B NbPBHYHHTE
npodu ce pasjeass Ha TPH JiabopaTopHH mpodH, 3a Aa MoOrat aa
0BbAaT U3BBPIIEHU:

a) anammsure, nmocoyenu B npunoxenus 11, 111, IX u X,
0) aHanM3bT, nocoueH B npuioxenue XII,
B) IpPYTUTE aHAIU3M.

2.3. OIMMAKOBKMUTE, CbAbpKAIA NbPBUYHHA l'lpOﬁl/l, ce pasgeyqiaT B
CbOTBETCTBHE ¢ HALIHOHATHOTO 3aKOHOAATEJICTBO.

3. AHAJIU3U U PE3VJITATH

a) Beska ot mppBHUHHTE TpoOM, MOCOYEHH B TOYKa |, ce pasgens Ha
nabopaTopHU MpoOH B CHOTBETCTBHE ¢ To4ka 2.5 ot crangapt EN ISO
5555 u ce ananu3upa, KakTo CieBa:

— ompefielsHE HAa CBOOOJHM MACTHH KUCEIMHHU, KaKTO € HOCOYCHO B
II'BPBOTO THUpE Ha wieH 2, maparpad 1,

— ompejeNsiHe IMEPOKCHAHATA CTOMHOCT, KAakTO € I0COYCHO BbB
BTOPOTO THpE Ha WieH 2, maparpad 1,

— cnekTpodoTOMEeTpHYEH aHANIN3, KAKTO € TOCOYEHO B OCMOTO THPE Ha
uieH 2, naparpa¢ 1,

— oIpejeNsiHE ChCTaBa Ha MACTHAaTa KHMCEIMHA, KaKTO € MOCOYEHO B
JIEBETOTO THpEe Ha wieH 2, maparpad 1.

0) B ciyuamTe, KOTaTo eIMH OT PEe3yNTAaTUTE OT aHAIU3MTE, IOCOUYCHU B a)
3a Ha-MaJKO e][Ha OT IIbPBUYHHUTE MPOOH, B3ETU OT ChIIATa MapTUAA, HE
OTroBapsl Ha XapaKTePUCTHKUTE Ha JeKJIapHpaHaTa KaTeropus Macio,
IsIaTa BBIIPOCHA MapTHAA ce O0sABsIBA 3a HEOTrOBapsILa.

B ciydaure, korato pe3ysnTaTHTe OT aHAIM3UTE IOCOYEHU B OykBa a) 3a
BCAKA OT IBPBUYHUTE NPoOM B3E€TH OT ChIaTa [apTHAa ca
HECIHOPOAHM, IPEABHI XapaKTEPUCTHKHTE Ha IOBTOPSAEMOCT Ha
BBIIPOCHUTE METOIM, LisIaTa MapTHaa ce oOsBsBa 3a HEEIHOPOJHA U
BCAKA IbPBUYHA Npo0a MOUISKHM Ha JIPYrn HEoOXOAMMHM aHaiu3u. B
HPOTHBEH ClydYai, eJHa IbpBUYHA Hpoba OT MapTHAATa IOMICKH Ha
OCTaHAINTE HEOOXOIUMH AHATIU3H.

B) B CIly4auTe, KOTaTO €JWH OT Pe3ylTaTHTe OT aHAIM3HTE, IOCOYECHU BBHB
BTOpHs maparpad Ha OykBa 0) He OTroBaps Ha XapaKTEPUCTHKUTE Ha
o0sBEHAaTa KaTeropHs Macllo, IlaTta IapTUga ce o0sABsBa 3a
HEOTroBapsIIa.

B CJIY4auTe, KOrato BCHUYKHU PE3YJITaTH OT AaHAJIU3HUTE, IMOCOYCHU BHB
BTOpUsi maparpad) Ha OykBa 0) OTroBapsAT Ha XapaKTEPUCTUKHUTE Ha
oOsiBeHaTa KaTeropusi Macio, IpuUlaTa mnapTuaa ce  o0sBsiBa 3a
OTroBapsiia.
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CXEMA HA PEHIEHUSATA 3A NPOBEPKA HA CBBMECTUMOCTTA
HA TIPOBATA OT MACJ/IMHOBO MACJIO C JEKJIAPHPAHATA
KATEI'OPUsL

AHanu3bpT 3a TMpOBEpKa Ha CHBMECTHMOCTTAa HAa €THO MACIMHOBO MAciO WIH
MacJIMHOBO MacJI0O OT OCTAaThYEH MaTepuajl C JAeKJIapupaHaTa KaTerOpHs MOXe
na ObJe M3BBPIICH:

a) 4ype3 M3BBPILIBAHE B CIy4YaeH pel Ha aHAIW3MTE, NPEABUJICHH 3a LIeJNTa Ha
NpoBepKaTa Ha CHBMECTUMOCTTa C XapaKTePHCTHKUTE, OINpPEACICHH B
npuinoxenue I; wm

6) 4pe3 U3BLPUIBAHE B pE/ia, II0Ka3aH B CX€MaTa Ha pELICHUATA Ha OIPEACICHUTE
B HCro aHallM3H, JOKATO 6’LI[€ JAOCTUI'HATO €IHO OT pEUICHHsATA, ChbAbpiKalU
CC B CXEMaTa Ha pCLICHUsATA.

AHanu3urte, CBBpP3aHH C [OPUMECHTE, HEOOXOAMMH 3a TIpOBEpKa Ha
ChBMECTUMOCTTa CBhC CTaHAapTuTe Ha EBpomeiickara OOmmHoCT, TpsOBa na
OBAaT M3BBPIICHH OTICIHO.

CxemaTa Ha pelICHUSATAa BaXM 3a BCHYKH KATErOPUM MACJIMHOBO Macio H
MAaCJIMHOBO Macllo OT ocraTbyeH Marepuan. To ce cbcrom OT TabIHLH
Homepupanu or 1 mo 11, xouro TpsGBa na ObIAT TpeTMpaHM Ha Oa3ara Ha
JeKJIapupaHarTa KaTeropys Ha BBIPOCHOTO Macjo B pesa, ONpenesieH B olmara
TabJuna.

Jlerenna 3a oOwmmre Tabmuum g0 11:

— JBOWHA NMHHA (=) MOKa3Ba MapIipyTa, KOWTO TpsiOBa aa Obae clieqBaH B
ciyvail Ha ChOTBETCTBUE (TIOJIOKUTENIEH OTTOBOP) C KPUTEPUHTE OIpEIeIeHH
B mpeaxongHara Kietka. IlyHKTHpaHata JHHHS (...) MOKa3Ba aaTePHATHBHUS
MapIpyT, KOiTO TpsibBa ma Obae cieqBaH B Clydail HA HECHOTBETCTBHE,

— IO3UIHUHUTE B KIICTKUTC B Ta6J'II/II_II/I orl mo 11 ce orHacsT J0 aHaJIM3HUTC,
NpeABUICH B HACTOALIUS PEIJIaMEHT Ha bOazara Ha Ta6JII/H_[3.T3. 3a
CbOTBETCTBUE, OIpPEHCIICHA B IPUIIOKCHUC I xbM HaCTOSIIIOTO TIPUIIOKCHUEC,

— OyKBHTE B CKOOH, CHABPIKAIIN CE B KPHrOBETE HA OTPHUIATEIIHUTE PEIICHHS B
tabmuit ot 1 go 11 ce oTHacar no ykasBamia uHGOpMAIMsS, TaJcHA B
JOTIBJIHEHHE 2 KbM HACTOAIIOTO TpHiIoKeHHe. bykBute camm mo cebe cu
HE BOJAT [0 3aJb/DKCHHETO fAa Ce CICABAT aHAIM3UTE W HE Mpe/rojarart
HUCTUHHOCTTA HA MCKA3aHWUTE MPEAOI0KEHHUS.



1991R2568 — BG — 09.08.2012 — 024.001 — 16

Y M20

O0wma Tadauna

Mac/mHOBO Macio extra
MacmHoBo Macio virgin
MacnuHOBO MacyIo 3a OCBETTIeHNE
PauHMPaHO MaCIMHOBO Macio
CMec Ha paQUHMPaHV MaCTMHOBU
MacIia ¥ MacIMHOB ¥ Macrla virgin
CypoBO MacCIMHOBO Macyo OT
OCTaThYeH MaTepuan
PauHMpaHO MACTUHOBO
MAcJI0 OT OCTaTh4eH
MacnuHoBO Macio ot
OCTaThYeH MaTepuan

Kpurepun 3a Kpurepun 3a Kpurepun 3a Kpurepnn 3a Kpurepun 3a Kpurepmn 3a
KayecTso KayecTso KauecTBo KayecTBo KayecTBo KayecTBo
— | I Kpurepw sa ——
Kpurepyn 3a Ka4ecTso u
KauecTBO ¥ YACTOTa YUCTOTA
Kpurepim 3a Kpurepun 3a Kpurepun 3a
KauecTso KayecTso KauecTso

v

Byt pacTUTeITHO MACIIO OTTOBAPSAIIO HA 35BEHATA KATEropus
BuyI pacTUTEITHO MACTI0 HEOTTOBAPAIO HA 32ABEHATA KATEropysi
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Y M20

Tadoauna 1

TIBOITHONPECOBAHO MACTHHOBO MAcII0
(KpuTepuy 32 KauecTBo)

"‘.’ '.'o‘
:‘ 0“
Q' *
> .
> .
H MacmunoBo Macno, 5
HeChOTBETCTBAIIO HA 3
<0,8 >0,8 : FleKIapupaHara kareropus i
% (a) H
\_ ':
., K
‘." R R

K270 < 0,22 K270 > 0,22

MacnmunoBo mMacno, '
~ HeChOTBETCTBAIO HA H
AK<0,01 AK>0,01 H HeKIapupaHara Kareropus.  :
‘. .0.
..

Koz < 2,50 Kazz > 2,50

Koe¢uumenT Ha apomatHocT = 0

Koeduument Ha apomarsoct > 0
"

Koeduter Ha nedext =0 | goedynyerr na apomarsioct > 0
v KoedwiveHT Ha iepexT > 0

Bup MacnuHOBO Maciio, MEKIIapMpaHo MO OTHOLICHUE Ha

KPUTEPUMTE 32 KaYeCTBO
6ruya 3 (Rpumepuu sa a)
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Y M20
Tadauna 2

TIpecoBaHO MaCIMHOBO Maco
(kpuTepuu 3a KauecTBo)

<20 >20
Q”.‘ .~“o
K270 < 0,25 K270 > 0,25

H MacnuHoBo Macrto, H
_____ HeCHOTBETCTBAMIO Ha :
: JeKIIapUpaHaTa KaTeropus :

B (a) i

AK<0,01 AK> 0,01 \ K

o‘ ':
K232 <2,60 K232 > 2,60
Koe¢uument Ha apomarHoct = 0
Koeduument Ha apomarsoct > 0 "
"
" dext < 2,5 KOeQMIUMEHT Ha apoMaTHOCT > 0 1
KoeduumenT Ha nedexT < 2, KoeQuwteHT Ha nedext > 2,5 >

MacuHoBo Macro,

HEeCHOTBETCTBAILO HA :

HeKJIapMpaHaTa :

(6) i

S b:
. ..'

Bupn MacliHOBO Maciio, JEKIapUPaHO MO OTHOLIEHHUE HA KPUTEPUUTE 32 KaueCTBO

Buskme mabauya 3 (Rpumepuu 3a uucmoma)
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Y M20

Tadauna 3

l:[BOﬁﬂOﬂPCCOBaHH " neoﬁpa6o'ren MacIMHOBM Macia

(kpuTepuu 3a uncrora)

HE

<0,15

>0,15

g MacnmHOBo Macio,
) HeChOTBETCTBAIO HA
[IeKIIapupaHara

'-_' KaTeropus

tC18:1<0,05
t(C18:2 + C18:3) < 0,05

tC18:1 > 0,05
t(C18:2 + C18:3) > 0,05

MacnuHoBo Maciio, o
HECbOTBETCTBALIO HA
HeK/IapMpaHaTa KaTeropus

. (a) s

>0,2

: MacnunoBo Macrio,
>: HeChOTBETCTBALO HA
H HeKJlapMpaHara

KaTeropus :

20<E+U<45

>45

<250

> 250

H MacnuHoBo Maciio, K
HECHOTBETCTBAILO
: Ha [IeK/IapupaHara
: KaTeropms H

MacnmHOBO Maciio, CbOTBETCTBALIO Ha [EeKIIapupaHaTa KaTeropmus
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Y M20

Tadoauna 4

Mac/IMHOBO MaciIo 32 OCBeTIIEHHE
(kpuTEpMM 32 KaUECTBO U YMUCTOTA)

MacnunoBo Macrio,
HeCbOTBETCTBALIO HA H
A HE 3 JeK/IapMpaHaTa KaTeropus §
@
-3 T
MacuHOBO Maciio,
HeChOTBETCTBALIO Ha Ky
[HeKnapupaHaTa KaTeropus H
tC18:1 0,10 {C18:1 > 0,10 ., o
t(C18:2 + C18:3) < 0,10 t(C18:2+C18:3) > 0,10 e, o
MacnuHOBO Maciio,
HeChOTBETCTBALIO HA H

JeKJIapMpaHaTa KaTeropus

15<E+U<45 , : -

MacnmHoBo Maciio,
: HECHOTBETCTBAIO HA H
% HeKIapupanara Kateropus
6)
300 < BocbyHO chTbpXanye < 350 .
2 .. i
_:' MacimuHoBO Maciio,
HECHOTBETCTBALIO Ha y
1 [eK/IapupaHara H
3 ()
MacnuHoBO Macio, ChOTBETCTBAIIO HA

meKJapupaHaraKareropmwa || e e
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Y M20

Tadauna 5

PadMHMPaHO MACITMHOBO MaclI0
(KpuTepwmit 3a KauecTBo)

.................
--------
.......

MacnuHOBO Maciio, HeCbOTBETCTBALIO
Ha IeK/IapMpaHaTa KaTeropus

. .
. .
.~ o
........
....................

Ko70 < 1,10 Ka70 > 1,10

AK<0,16 AK>0,16

Bup MacniuHOBO Macio, TeK/IapMpaHo nmo
OTHOIICHME Ha KpMTEPHUUTE 32 KaueCTBO

Buskme mabauya 7 (Rpumepuy 3a uucmoma)
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Tadauna 6

Mac/IMHOBO MacIT0 — ChCTaBEHO OT papMHUpPaHN 1
CTYNeHONPECOBAHU MACIIMHOBM Maciia

(KpuTepuy 32 KauecTBo)

...... e,
et T te,
0 + . e
". ..0
0" ‘.0
K s
K ‘
: ‘-
%
: %
: MacnuHoBo Macio, H
........................ >: He F— 0 Ha E
H AeK/IapupaHaTa KaTeropus H
3 :
H :
“ N
3 K
3 K
., ", .‘0'
...
K270 < 0,90 Ka70 > 0,90

AK<0,15

AK>0,15

Bup MacnuHOBO Macro, NeKIIapMpaHo IO OTHOIIEHUE Ha

KPUTePUHTE 32 KAUECTBO
B 6ruya 7 (rp

P 3a

a)
U
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Tadoauna 7

Mac/IMHOBO Maclio — ChCTABEHO OT PapMHMPaHM M CTY[IEHONPECOBAHM MaCTIMHOBM MACIIa
(kpuTepuu 3a uncrora)

."". “...‘.
; - '-"‘
H MacnunoBo Macrio, H
] HeCbOTBETCTBALIO HA H
5 NeKapupaHara H
KaTeropus
tC18:1<0,20 tC18:1 > 0,20
t(C18:2 + C18:3) < 0,30 t(C18:2 + C18:3) > 0,30 e,
..,
-,
MacnuHogo Macro,
HeChOTBETCTBAIIO Ha :
JeKnapupaHara ;
Kareropus
o’ - ’
‘0""‘ S
o"‘ "”,
<45 >45
_:' MacnmHOBO Macio, K
: HEeCHOTBETCTBALLO Ha H
JeKJIapupaHaTa :
KaTeropus
(@
0.'.~ . R ‘Q.
MacnmHoBo Macio,
HeChOTBETCTBALIO Ha H
eKIapupaHaTa KaTeropus ;

) i

MaciMHOBO MacII0, ChOTBETCTBALIO HA [IEKIIAPMpPaHATa
KaTeropus
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Tadoauna 8

CyPOBO MacCIIMHOBO MacClI0 OT OCTaThY4€H MaTepuan

(kpuTepmii 3a uncrora)
MacnuHOBO Maciio,
tC18:1<0,20 tC18:1> 0,20 3 HeChOTBETCTBAIIO Ha E
t(C18:2 + C18:3) < 0,10 %(C18:2+C18:3) > 0,10 [eKIapupaHaTa KaTeropus
(a) s

MacnuHoBo Maciio,

HeChOTBETCTBAIIO Ha :

HeKnapupaHara H

Kareropus H
>45 156<E+V<45 <15

Mac/MHOBO Macito,

: HeCHOTBETCTBAIIO Ha H

> < : :

350 300 < BocbuHO chIbpXanye < 350 <350 : HeKnapupaara ;

B Kareropus :
* ............................. > (6)
MacnuHoBo Macnio, kY
: HeChbOTBETCTBAIO Ha
AeK/IapupaHara
KaTeropus :
MacMHOBO Macito, ChOTBETCTBALIO Ha (o)
[eKJIapupaHaTa KaTeropus
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Y M20
Tadauna 9

PaduHMpaHo MacIMHOBO Maciio
(RpuTepMM 32 KauecTBo)

<0,3 >0,3

o -
. ‘e
0.. ..0
0 .
o *e
o *
s ;
o %
d s
s .
: ]
] MacnuHoBO Macrnio, 5
: HeCHOTBETCTBAILO Ha :
................... > JeKIapupaHaTa :
R KaTeropus H
i
“Q t:
3 .
K270 < 2,00 Ka70 > 2,00
e R
JZN Pl :

AK<0,20 AK>0,20

Bup MacIMHOBO MacIIO C IEKIIapUPaHa KaTeropus 1o
OTHOIIEHNE Ha KPUTEPUUTE 32 KAYECTBO

B 6, 11 (rpumepuu 3a uucmoma)

¥
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Y M20
Tadoauna 10

MacnMHOBO MacIio OT OCTaThYEH MaTepHan
(KpuTEpHMM 32 KauecTBO)

Ka70 > 1,70

K27c < 1,70

AK<0,18 AK>0,18

Bupn MaciuHOBO Maciio, JEKIIapypaHo Mo OTHOLICHHUE Ha
KpUTEpUMTE 32 KaYeCTBO
a)

f {4
ya 11 (pumep

3a

R

MacnmuHoBo Macno,
HeChOTBETCTBAIO Ha
JeKIapMpaHara

Kareropus ;
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Y M20
Tadoauma 11

MacMHOBO Macio OT OCTaThY€H MaTepHaI i paGMHUPaHO MACTMHOBO MACTIO OT OCTATHYEH MaTepHart
(kpuTepum 3a uucrora)

MacnusoBo Maciio,
--------- > i HeCHOTBETCTBAILO HA H
i [eKnapupaHara
"-' KaTeropus g
{C18:1 <0,40 {C18:1>040 | >
t(C18:2+ C18:3) < 0,35 t(C18:2+C18:3) > 0,35
0” ."0
MacnuHoBo Macio, %
: HeCHOTBETCTBAILO Ha :
: [eKIapupanara
KaTeropusi H
“ :'
0..‘ "‘0.
..' MacnunoBo Macro,
: HECHOTBETCTBAILO HA
3 IeKIapupaHaTa
s KaTeropus
-‘.

MacnunaoBO Macno,
HeChOTBETCTBAILIO
Ha IeK/IapMpaHaTa

Kareropums

(a)

MacnHOBO Maciio, CbOTBETCTBALIO HA [eKiIapupaHaTa KaTeropus

AL PP
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VYM20
Jonvanenue 1
Tabnnna Ha CbTOBETCTBHETO MeKAy TNPUJIOKEHHATA KBbM HACTOSIIIMS perjaMeHT u
aHAJIN3UTE, ONpe/ieJieHN B CXeMaTa Ha pelieHust
VYM21
—  Kucemuanoct [Ipunoxenne 11 Omnpenensiie Ha CBOOOJHHTE MACTHH
KHCEITMHU, CTYJICH METOJ
VY M20
— IlepokcumHo yucio [punoxenne 111 OrmpenensiHe Ha MEPOKCHUIHOTO UYUCIIO
— Uvcnekrpomerpus [Tpunoxenne 1X CrnekrpoOoTOMETpUUEH aHaNIu3
— OpraHoJenTHYHA OLICHKA [Tpunoxenne XII OpraHosienTuyHa OLICHKa Ha
CTYJICHOIIPECOBAH MACIHHOBO Maclo
— 3,5-cTurMactagueHu [punoxenne XVII Merton 3a ompeensHe Ha
CTUIMACTaJUCHUTE B  PACTUTCIHUTE
Mmacia
— Tpancuzomepu Ha [Ipunoxenne Xa u AHanu3 Ha METWIOBHTE €CTepH Ha
MacCTHHUTE KHCEIUHU MacTHHTE KHCEIMHM 4Ype3 Tra3oBa
xpomarorpadus
[punoxenne X6 [ToxroToBka Ha METHIIOBHTE €CTEPH Ha
MaCTHHUTE KHCEIUHU
— Ceabpxanue Ha MacTHUTE  [Ipunoxenune Xa u AHanu3 Ha METWIOBUTE €CTEepU Ha
KHCEIIMHU MacTHUTE KHCEIMHHM 4Ype3 Tra3oBa
xpomarorpadus
[punoxenne X6 IloaroroBka Ha METHJIOBUTE €CTEPH HA
MaCTHHUTE KHCEINHH
— AECN42 IIpunoxenue XVIII OmnpenensiHe Ha ChCTaBa Ha
tpurimuepuaute ¢ ECN42  (pasznuka
Mmexay cberaBa HLPC u teopurnynus
ChCTaB Ha TPUIIIULCPHUINTE)
— CreponeH cbhcTaB M 000 Ipunoxenue V OnpenensiHe Ha CbCTaBa u
CTEPOJIHO ChIbP)KAHUE CBIBPKAHUETO HAa  CTEPONU  4pe3
KalWIIPHO-KOJIOHHA razoBa
xpomatorpadus
— Eputponuon u yBaon [Ipunoxenne VI Ompenensiie Ha  epUTPOAMONA U
yBaoia
— Boceim [punoxenne 1V Ompenensiae Ha BOCBHYHOTO
CBIbpIKaHUE upe3 KalHIsIpHO-
KOJIOHHA ra3oBa xpoMarorpadpus
— AnudpaTtuvHU aTKOXOJN [punoxenne XIX Ompenensiie Ha CHIBPKAHAETO Ha
anudaTnaHn AIKOXOJIH upe3
KaMISIPHO-KOJIOHHA ra3oBa
xpomarorpadus
VYM21
— Hacurenn MacTHU IIpunoxenune VII OmnpenensiHe Ha IIPOLIEHTHOTO
KHCEIIMHU B NO3UIHUSA 2 ChIbpKaHUE Ha 2-riuepun

MOHOITIaJIMHUTAT
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Y M20

JHonvanenue 2

Taoauma 1

a) Bmkre He00OpabOTEHO MACIMHOBO MAacliO WM MAaCIMHOBO Macio 3a
oceetnenue (Tabauya 2 Kpurepuum 3a xauectBo mnn Tabruya 4 Kputepunm
332 Ka4eCTBO U YHUCTOTA )

6) Bmxre maciuHoBo Macno 3a oceriienue (Tabruya 4 Kpurepuu 3a xauecTBo
U YHCTOTA)

Tadauna 2

a) Bmxre mMacimHOBO Macno 3a ocBetnenue (7abnuya 4 Kpurepun 3a KauecTBO
W YUCTOTA)

0) Bmxre nBoiiHompecoBaHo MaciauHOBO Macio (Tabnuya 1 Kpurepun 3a
Ka4ecTBO)

Tabauna 3
a) Hannmume Ha paduHHpaHo Macio (MaciIMHOBO WM APYTO)

6) Hanuyure Ha MacaMHOBO Maciio OT OCTaThb4€H Marepual

Tadoauua 4

a) Bwxre nBoiiHompecoBaHo u HeoOpaboTeHO MaciuHOBO Macino (Tabauya 1 n
Tabnuya 2 Kpurepun 3a KauecTBO)

6) Hammume Ha paduHMpaHo Macio (MacIMHOBO WM JPYTo)
B) Hammune Ha MacIMHOBO MAaclo OT OCTaThU4eH MaTepHal

r) Hanuuue Ha ecrepudurmpanu macia

Tadoauna 7
a) Hannume Ha MaciIMHOBO MAaclio OT OCTaTh4Y€H MaTepHal

6) Hamnuue Ha ecrepudunypann macia

Tabanua 8
a) Hanmnune Ha paduuupano macio (MaciMHOBO WIIM APYTO)

0) Bmxre macimHOBO Macno 3a ocBemiieHue (Tabruya 4 Kpurepuu 3a xadecTBO
W YHCTOTA)

B) Hammume Ha ecrepudurmpann macia

Ta6auma 11

a) Hanuume nHa ecrepuduumpanu macia
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IIPUJIOKEHUE 11

ONPEJEJISIHE HA CBOBOJHUTE MACTHU KHCEJHHH, CTYJIEH
METOJ

1. OIIPEAEJIIHE HA KHMCEJIMHHOCTTA

OmnpenensiHeTo Ha CBOOOJHUTE MACTHU KHCEJIMHUA B MAaCIMHOBOTO Macio.
CpIbpKaHHETO Ha CBOOOJHM MACTHH KHCEJIMHH C€ H3pas3siBa Karo
CTaH/JAPTHO M3YHUCIICHA KUCEINHHOCT.

1.1.  IpuHuum

IIpoba ce pa3TBaps B CMEC OT Pa3TBOPUTEINM U HAIUYHHTE CBOOOIHH
MACTHH KHCEJIMHH CE THTPYBAaT, KaTo CE H3II0JI3Ba CTAHOJIOB Pa3TBOp Ha
KaJIHEB XUIPOKCH/I.

1.2. PeakTuBM

Bceunuku pCaKkTuBU Tpﬂ6Ba JAa Ca C IIpU3HATO KA4YCCTBO 3a aHAJIUTUYHU
nejy, a BoJaTra, KOATO C€ HU3IO0J3Ba, Jla € WIW AeCTHIHpaHa, WIH C
€KBHBAJICHTHA YHUCTOTA.

1.2.1. duerunoB erep; 95 % eranoin (v/v), cMeC OT paBHH OOEMHHU YaCTH.

bBenesicka: JINeTHIOBHAT eTep € JIECHO 3allaliM M MOXe 1a obpasysa
eKCIUIO3MBHHM mepokcuan. TpsOBa nma ce paboTu  cbe
CIICLHAIHO BHUMAHUE TIpU yrmortpebara My.

Heyrpanmsupa ce TOYHO B MOMEHTa Ha ymorpeba ¢ pa3TBOp Ha KalHeB
xuapokenn (1.2.2.), ¢ mobaka or 0,3 ml pastBop Ha ¢deHondranens
(1.2.3.) ma 100 ml ot cmecra.

benexcka: AKo HE € BB3MOXKHO Jla €€ n3I0JI3Ba JUETHUIIOB €TEP, MOXKE Ja
CC MU3II0J3Ba CMEC OT pas3sTBOPUTEIIU. Ako e HCO6XOL[I/IMO,
€TAaHOJBT MOXKE Oa CC 3aMECTHU C HpOHaHOJ’I-Z.

1.2.2. KamueB Xuapokcuji, TUTpuUpaH eraHonoB pa3rBop, ¢(KOH) oxomo 0,1
mol/l uim, ako e Heooxoaumo, ¢(KOH) oxomno 0,5 mol/l.

Tounara KOHLEHTpalusA Ha €TaHOJIOBHUs Pa3TBOP HAa KaJUEB XUAPOKCHUI
Tps6Ba 1a ce 3Hae H J1a ce IPOBEpU TOYHO Ipeju ynoTpeba. Msmonssa ce
pa3TBOp, NpPUTOTBEH IIOHE MET AHM Hpeau yrnoTpeda, IeKaHTHUpaH B
OyTuika oT KadsBO CTBKJIO ¢ IyMeHa 3amyliajnka. Pa3tBopbT TpsibBa na
e Oe3lBeTeH WM ChC CIaMEH IIBAT.

benescka: Ctabuiam3upaH pa3TBOp Ha KaJMEB XHUAPOKCHI MOXE JAa ce
MPUTOTBH MO CieAHUs HauuH. JloBeXmaT ce [0 KHUIICHEe
1 000 ml eranon ¢ go6aBka Ha 8 g kanmeB xuapokcua u 0,5
g aNyMHHHEBU CTPY)XKHA M KHUIICHETO Ce MOJIbpXKa ¢ 0OpareH
XJaAHUK 3a eauH dac. Jlectunupa ce BegHara. HyxHOTO
KOJIMYECTBO KAJIIMEB XHIPOKCHJI Ce pa3TBaps B JecTHiaTa.
OcraBs ce 3a HSAKOJIKO [JHA M C€ JCKaHTHpa 4YHCTaTa
CylepHaTaHTHAa TEYHOCT OT yTaiKara OT KalueB KapOOHarT.

Pa3TBOpBT MOXKE CBIIO Taka Ja ce TPUrOTBH U 0Oe3
nectwianys o cienHus HauuH: KbM 1 000 ml eranon ce
n06aBaT 4 ml anmymHHHEB OyTHJIAaT M CMECTa Ce OCTaBs 3a
HAKOJIKO JHM. JlekaHTupa ce CylnepHaTaHTHAaTa TEYHOCT M ce
pa3TBapsi HY)KHOTO KOJMYECTBO KAJIMEB XUIPOKCHI. Pa3TBopbT
€ TOTOB 3a ymoTpeoa.

1.2.3. ®enondranenn, pazrsop or 10 g/l B 95 no 96 % eranon (v/v) wim
QIKaIHO CHHBO, (B Cly4ail 4Ye MasHMHHTE Ca CHJIHO OLBETCHH) —
paztBop ot 20 g/l B 95 no 96 % eranon (V/v).

1.3. Amaparypa

OOUKHOBEHO J1ab0OpaToOpHO 00OpYyIBaHE, BKIIOYBALIO:
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1.2.3.

1.4.
1.4.1.

1.4.2.

1.4.3.

1.5.

aQHAIMTUYHA BE3HA
250-MuIMIIMTpOBa eplieHMaiiepoBa Koyba
10-mMunmunutpoBa Gropeta, rpaayupana npe3 0,05 ml.

Xoa Ha omuTa

IMoaroTesiHe Ha mpobaTa 3a M3CiIEABaHE

(OmutsT ce mpoBexaa ¢ Quirpupanara npoba. B cioywait ye BOAHOTO
ChABbP)KAHHE M HEMACJICHHTE NMPUMECH, B3CTH 3aCIHO, Ca IO-MaJKO OT

1 %, npobGaTa ce u3non3Ba 0e3 MO-HATAaThIIHA 00pabOTKa; B Ciaydai ue
Te mpesumasar 1 %, T4 ciensa na ce QuiaTpupa.)

Bsemane Ha mpobata

HpoGaTa CC¢ B3MMa B 3aBHCUMOCT OT OYaKBAHOTO KHCCJIMHHO YHCJIO, B
CBHOTBETCTBUE CHC CIEIHATA TAOJHIA:

OuakBaHa
Maca na npobara TouHOCT Ha HpeTerisiHe
KHCEITUHHA
CTOHHOCT ) ®
<1 20 0,05
1 no 4 10 0,02
4 no 15 2,5 0,01
15 no 75 0,5 0,001
> 75 0,1 0,0002

IIpoGata ce mperersst B epiaenmaiieposara konba (1.3.2.).
Onpenensite

[Ipobara (1.4.2.) ce pastBaps B 50 go 150 ml or mnpeaBaputenHo
HeyTpajau3upaHaTta cMec OT AueTwioB erep W eraHon (1.2.1.).

Turpupa ce ¢ pasknamane ¢ 0,1 mol/l pa3TBop Ha KaJlMeB XHIPOKCHJ
(1.2.2)) (Bmx Oemexka 2) 10 OpoMsHATA Ha HHIUKAaropa (PO30BOTO
olBeTsABaHE Ha (eHoN(pTaleHHa ce 3aIbpxka 3a IoHe 10 cexyHIH).

benexcka 1. TUTpUPAHHAT CTaHOJIOB PA3TBOP HA KAIMEB XUIPOKCHU]
(1.2.2.) moxe na ce 3aMEHHM C BOJIEH Pa3TBOpP HAa KaJUEB
WIM HATPHEB XHUIPOKCHZ, KAaTO Ce HPEeABHIM 0OEMBT Ha
nobaBeHaTa BOJA Jja HEe NMPEAN3BHKa (a3oBO pasfelsHe.

benexcka 2. Axko kommuectBoto Ha Heobxomumus 0,1 mol/l pa3rBop Ha
KajueB xuapokcu npesuirasa 10 ml, ce usnonsea 0,5 mol/l
pasTBop.

benexcrka 3. Axo pa3TBOPBT MOMBTHEE MO BpEeME HA TUTPYBAHETO, Ce
n00aBsi  OCTAaThYHO KONMYECTBO OT  PA3TBOPHUTEIHTE
(1.2.1.) no momyuyaBaHeTo Ha OHCTBP pPa3TBOP.

KucenunHocr: H3pa3eHa KaTo NPOUECHTHO ChAbP:KaHHE HA O0JICEHHOBA
KHCEJIHHA

KucenunHoOCTTa B MPOLEHTH € paBHA Ha:

M 100_V><c><M

X =
1000 m 10 x m
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KBJIETO:

V= 00eMBT Ha U3MOJ3BAaHMUS TUTPUPAH pa3TBOP HAa KaJHeB
XHMAPOKCUJI, B MUJIUMETpU;

C =  TOYHaTa KOHICHTpAalXs OT W3MOJI3BAaHHMS THTPUPAH Pa3TBOP Ha
KaJIMeB XUJIPOKCHI, B MOJIOBE Ha JIUTHP;

M = MOHNapHOTO TerJI0 Ha MOJ OT KHCEIWHATA, H3MOJI3BaHa 3a
u3paszsiBaHe Ha pesynrara (= 282), B TpaMoBe;

m =  TemIoTo Ha mpobaTa, B rPaMoBe.

Kato pesynrar ce npuema cpegHaTa apuTMeTHYHa croifHoct M6 ot nse
Kankyitanuun <.
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5.1

5.2.

5.3.

6.2.

6.3.

6.4.

6.5.

IIPUJIOKEHUE 111

ONPEJEJISSHE HA NEPOKHCHOTO YHUCJIO

OBXBAT

CTaHZ[apT'LT OIMUCBa METOX 3a ONPCAC/IAHETO HAa IEPOKHUCHOTO YHCJIO Ha
Maciiata 1 Ma3HUHHUTE.

ITPMJIOXHO IIOJIE

CTaHZ[apT”bT € MNPWIOXKHUM 3a XHWBOTHHCKA W PACTUTECIHA Macja H
Ma3HHHH.

OIIPEJEJIEHUE

HepOKI/ICHOTO YHUCJIO € KOJIHMYCCTBOTO Ha TE3W BCUICCTBA B np06aTa,
U3pa3€Hu B MUIIMCKBUBAJICHTH AKTHBEH KUCJIOPOJ HA KUJIOIpaM, KOUTO
OKHCJISIBAT KaJIMCBUA ﬁOHHH, ChbIJIaCHO OIlMCaHaTa OIIMTHA IIOCTAaHOBKa.

TTPUHIIAITL

OO0paboTka Ha 4YacT OT mpobara B pPa3TBOp Ha OLETHA KHCEIWHA U
x70podOopM ¢ pa3TBOp Ha KajueB HOIMA.

ATTAPATYPA

Lismoro obopynBane TpsiOBa na € CBOOOAHO OT peayLupamy HiIn
OKCHIMpAIY BEIECTBA.

benexcka: He Oua Ja Cc€ oMasHABaT CTCHHUTE.

3—MI/IJ'II/IJ'II/IT]Z)OB8. CTBKJICHA JIOIIAaTKa.

Konbu ¢ nmmdoBanu rppra U 3amymaakd ¢ BMECTUMOCT OT OKoio 250
ml, mpenBapuUTENHO M3CYLIEHM M 3allbJIHEHM C YHUCT CyX HMHEPTeH ras
(a30T WM 32 MPEANOYUTAHE BBIJIEPOJCH JAMOKCHN).

25- wnn 30-mununutpoBa Oropera, rpagyupana mpe3 0,1 ml.

PEAKTHUBU

X.IIOpO(l)OpM, C Ka4CCTBO 3a aHAJIMTHUYHH LCIIH, OCBOﬁO[{eH OT KHCJIOpOX
Ype3 MpOKapBaHE Ha IIOTOK OT YHUCT CyX HMHEPTEH ra3 IIpe3 HETro.

J'Ie)JeHa OLI€THA KHUCEIIMHA, C Ka4C€CTBO 3a aHAJIUTHYHHU ILCJIH, OCBOGOHCH&
OT KHUCJIOPOA 4Yp€3 MPOKapBaHE HA MOTOK OT YHCT CYyX MHEPTEH ras Ipe3
HEA.

Kanuer iiomun, HacHTeH BOJEH pa3TBOP, MPSCHO IMPHIOTBEH, CBOOOJCH
oT Hoa U HOJaTH.

Hatpues tuocyndar, 0,01 miu 0,002 Mol/L, npenusHo cranaapTu3npan
BOJICH Pa3TBOp, CTaHAAPTHU3MPaH TOYHO NpEaH yrnorpedara.

Pa3tBOp Ha ckopOsuta, 10 g/l BogHa qucrepcusi, MPSCHO NMPUTOTBEHA OT
€CTECTBEHO Pa3TBOPHMa CKOpOsia.

ITPOBA

IpoGara cienBa ja ce B3eMe U ChbXpaHsBa 0€3 JOCTHII HAa CBETIHMHA, Ha
CTYIEHO U JIa C€ ChXPAHsBA B M3ISUIO 3aIIbJIHEHH CTHKIEHH KOHTEHHEPH,
XEPMETHYHO 3alleYaTaHd ChC 3aMyINaJKH OT NUIH(POBAHO CTHKIO HIIH
KOpK.
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XOJ1 HA OIUTA

OmuTeT Ce MPOBEXAA NPH pa3CesHa CBETIMHA HIM TPU H3KYCTBEHO
ocBetnenue. M3mepBa ce B cThkieHa nomarka (5.1.) wiam, ako ToBa e
HEBB3MOXHO, B Kkojba (5.2.), ¢ Tounoct mo 0,001 g, maca or mpobara
B CBOTBETCTBHE CBC CJEAHATAa TabiMIa, CBIJIACHO OYAKBAHOTO
HEPOKHCHO YHCIIO:

OYaKBaHO TMEPOKHCHO THCIO Terno Ha 4act ot mpobara
(meq) ©
0 mo 12 5,0 no 2,0
12 o 20 2,0 mo 1,2
20 mo 30 1,2 mo 0,8
30 mo 50 0,8 m0 0,5
50 mo 90 0,5 mo 0,3

OtnymBa ce kombara (5.2.) W ce IOCTaBi CTHKJICHATa JIBXHYKA,
chAbpiKalla yactTa oT npobara. IIpubassar ce 10 ml xiaopodopm (6.1.).
PasrtBaps ce wactra oT pobara upe3 6bp30 pa3dbpkBane. Jobassr ce 15
ml ouerHa kucenuna (6.2.) u cineg toa — 1 ml pa3TBop Ha Kanues
womun (6.3.). IlocraBs ce OBp30 3amymankara, paskiama ce B
NPOABDKCHUE HAa €IHA MHHYTa U CE OCTaBi B IIOKOH 3a TOYHO IET
MHHYTH, 0€3 JOCTBII Ha CBETJIMHA, IpH Temreparypa oT 15 mo 25 °C.

[Tpubass ce oxono 75 ml gecrunupana Boga. Tutpupa ce 0CBOOOACHHUAT
fox ¢ pastBop Ha HarpueB Tuocyndar (6.4.) (0,002 Mol/L pa3rtop 3a
OuakBaHH cTOWHOCTH mo-mankd or 12 u 0,01 Mol/L pastBop 3a
OYaKBaHU CTOMHOCTH Hax 12), KaTto ce pa3kiaiia EeHEpruvyHO MpH
M3II0JI3BaHETO Ha PA3TBOP HA CKOpOsIa KaTO MHAMKATOP.

HpOBe)KI[aT CC JBC ONpEAC/IAHUA Ha CbhbllaTa OIKUTHA np06a.

IpoBeskma ce COHOBPEMEHHO KOHTPOJEH OMHUT. AKO pe3ylTaThT OT
koutponuusi omut mnpesumasa 0,05 ml or 0,01 Mol/L pasrBop Ha
HaTpueB THOCYA(ar (6.4.) HEUNCTUTE PEAKTUBH CE MOJMEHSIT.

N3PA3JABAHE HA PE3YJITATUTE

HCpOKI/ICHOTO YUCIO (Hq), H3pa3ceHO0 B MMHJIMCKBHUBAJICHTH aKTHUBCH
KUCJIOPOA Ha KWJIOorpam, € HNpeACTaBEHO 4pe3 Q)opMynaTa:

V x T x 1000

)

4 =
m

KBIACTO:

V = OposAT MWIWIMTPH OT CTaHAAPTU3UPaHHs Pa3TBOp Ha HATPUEB
trocyidar (6.4.), M3MON3BaH 3a ONKMTA, KOPUTHPAH, CIEI Karo
ce B3eMarT NPEABHUJ Pe3YJTaTUTE OT KOHTPOJHHS OIUT;

T = TouHaTa MOJSPHOCT Ha WU3MNOJI3BAaHMUA pPA3TBOP Ha HATpPHUEB
tuocyidar (6.4.);

m = Macara Ha 4JacTtra oOT npoGaTa, B I'paMOBE.

3a pesynTar ce mIpuUeMa CpelHaTa apUTMETHYHa CTOWHOCT OT JIBE
NPOBEJCHH ONpPEIEIISTHUS.
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IIPUJIO’KEHUE 1V

ONPEAEJSIHE HA CBABPXXAHUETO HA IAPA®UHU YPE3
KAIIWJIAAPHA T'A30BA XPOMATOI'PA®US

1. IIPEAMET

To3n Mmerox ommcBa cmoco® 3a OmpefelsHe Ha ChABbPKAHHETO Ha
mapapuHH B MaciMHOBO Macno. [lapadunure ce aHamu3mpar
cb0Opa3HO Oposi BBIVICPOAHHM aTOMH. METOOBT MOXKE Ja Ce H3IMOJI3Ba
[O-CIIENMATHO 32 JU(EepeHIUpaHe Ha MACIMHOBOTO Maclo, MOIYyYCHO
gpe3 IMpecoBaHe, OT TOBa, KOETO € TOJy4eHO 4Ype3 EKCTPaKIHs
(MacIMHOBO MAacio OT OCTaThYEH Marepuai).

2. TTPUHLIAIT

MacTHOTO BeLIECTBO, KbM KOETO € J00aBeH MOAXOAAN] BBTPEIICH
cTaHiapT, ce (QpakuuoHUpa ype3 XpomaTorpadus BbpXy KOJOHKA OT
XHZpaTHpaH CHIMKArell; CHeMa ce ()pakIusATa, KOSTO IbpBa C€ eIyHpa
B ONUTHUTE YCIOBHSA (NIpU MOJSIPHOCT, II0-HUCKA OT Ta3u Ha
TPUIIIMLEPHANTE), CIE] KOETO C€ aHAIM3Upa JUPEKTHO 4pe3 KaluispHa
razoBa Xpomarorpagpus.

3. OBOPY/IBAHE
3.1 EpnenmaiiepoBa xon6a or 25 ml.
3.2. CThKIICHA KOJIOHKA 3a ra3oBa xpomarorpadusi ¢ BbTpELIeH AuaMeTsp 15

mm, BucounHa 30 mo 40 cm, obopyaBaHa c KpaHUe.

3.3. Amnapar 3a raszoBa xpomarorpadus, mpucrnocodeH 3a (GyHKIHOHHpaHE C
KaIlIIsIpHA KOJIOHKA, 000PYy/BaH ChC CHCTEMa 3a JUPEKTHO BHBEXKIAHE B
KOJIOHKATa, CHCTOSIIA CE OT:

3.3.1. TepmocratHa Kamepa 3a KOJOHKHTE, OOOpy/ABaHa C TeMIlepaTypeH
porpamaTop.

3.3.2. HMHxeKTop 3a CTy/EHO IyCKaHe — 3a JUPEKTHO BKapBaHE B KOJOHKATa.
3.3.3. IInamMpYHO-HOHU3AIMOHEH JETEKTOP M yCWJIBATEeNIeH mpeoOpa3yBaTed.

3.3.4. 3amucBamy WHTErpaTtop, TpUroJeH 3a pabota C  ycHJIBaTeleH
npeoOpazysaren (3.3.3), ¢ Bpeme Ha oTroBop mnox | cekyHAa Hu
HPOMEHJIMBA CKOPOCT Ha IojaBaHe Ha Xaptusra. (BeamoxkHo e nma ce
W3NO0N3BaT W WH(GOPMALMOHHM  CHUCTEMH, KOHMTO  II03BOJISIBAT
KOMIIOTPU3UPAHO CHOMpaHE Ha JTaHHWTE OT razoBara Xxpomarorpadusi.)

3.3.5. KammisipHa KOJOHKAa OT CTBKJIO WM KBapll, ¢ IBIDKHHA OT § 1m0 12 m,
BpTpemieH muamersp oT 0,25 o 0,32 mm, TOKpUTa OTBBTPE CBC
cTaiioHapHa ¢asa, ¢ egHopoana aebenmmHa mexay 0,10 u 0,30 pum.
(Crarmonapuu ¢asu ot tun SE-52 wmu SE-54, romuu 3a ymorpeba, ce
HaMHpaT B THPrOBCKaTa MpPEKa.)

3.4. MuxkpocnpuHioBka ¢ BMectumocT 10 pl, 3a nupekTHO mMoxaBaHe B
KOJIOHKAaTa, CHa0JIeHa ChC 3aKaJleHa Uria.

3.5. EnextpoBubparop.
3.6. Poraunonen usnapuresn.

3.7. Mydenna mem.

3.8. AHaNIUTHYHU BE3HH, TapaHTHUPAIM TOYHOCT Ha u3MmepBaHe 10 + 0,1 mg.
3.9. OOHKHOBEHA J1abOpaTOpHa CTBKJIAPHS.

4. PEAKTUBU

4.1. Cunmkaresn ¢ rpaHyjIoMeTpuueH cberaB Mexkay 60 u 200 pm.

Cunukarenst TpssOBa aa npectou B merr npu 500 °C B mpoabioKeHne Ha
MUHUMYM 4 daca. Ciex oxiaxaaHe no0aBeTe KbM HEro BOjA, paBHA Ha
2% OT CHETOTO KOJWYECTBO CHIHMKared. Pa30bpkaiite mobpe, 3a na
xoMmoreHusupare cmecra. OcraBere s HA THMHO B IIPOJBIDKEHHE Ha
MHUHUMYM 12 "aca mpeau ymotpeoa.
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4.2. n-XeKcaH 3a XpomaTtorpadus.
4.3. Etusnos erep 3a xpomarorpadus.
4.4. n-xemnTaH 3a xpomarorpadusi.
4.5. CrangapreH pa3TBop Ha jaypuHoB apaxupat — 0,1 % (m/v) B XxekcaH

(BpTpemieH crangapt). (Bbp3MokHO € 1a ce u3Mmon3Ba M LIETWIOB
MaJMHUTAT WIX MHPHUCTHIIOB CTeapar.)

4.5.1. Cyoau 1 (I-gpenun-azo-2-nagpmon).
4.6. T'a3 HOCHTEN: YKCT BOJOPOJ WIIM XENHWil, 32 ra3oBa Xxpomartorpadusi.
4.7. CriomaratenHu ra3ose:

— YHCT BOAOPOJ 3a ra3oBa Xxpomatorpadus;

— YHCT BB3/AYX 3a ra3oBa XpoMmarorpagus.

5. PABOTEH PEXUM
5.1. IloaroroBka Ha XxpoMartorpackara KoJOHKA

Ioronere 15 g cummkaren (4.1) B n-xexcaH (4.2) u ro mocrasere B
kosoHkara (3.2). Komnencupaiite Obp3aTa ceAMMEHTALUs C ITOMOLITA Ha
eslekTpuuecka Obpkanka (3.5), 3a 1a HampaBUTE XpOMaTOrpadCKus IIacT
no-xomoreneH. Ilepkomupaiite 30 ml n-xekcaH, 3a Ja OTCTpaHHTE
eBeHTyanHuTe npumecu. IIpereraere ¢ nomora Ha Be3Hure (3.8) TouHO
500 mg ot mpobara B epiieHMaiiepoBara koba ¢ BMectumoct 25 ml (3.1),
Jo0aBeTe HY)KHOTO KOJIMYECTBO BBTPELIEH CTaHIapT (4.5), B 3aBUCHMOCT
OT HPEe.roIaraeMoTo ChAbpikaHue Ha napadunu. Hampumep, xorato ce
Kacae 3a MaclIMHOBO Macio, jobasere 0,1 mg naypuHOB apaxupjaTt, a
KOraTo CTaBa BBIPOC 332 MACIMHOBO Maclo OT OCTaThbueH MaTephan —
0,25 nmo 0,5 mg. IlpexBbpiere Taka NpUrOTBEHaTa mpoda B
XpomaTorpa)ckara KOJIOHKA C IOMOILTA Ha JIBE JO3HM N-XEKCaH, BCSAKA 110
2 ml (4.2).

OcraBeTe pa3TBOpHUTENs Aa M3Tede, Taka ye aa JOCTUTHEe Ha 1 mm oT
TOPHOTO HHMBO Ha abCOpOEeHTa, ciiell KOeTO MEePKOIUpaiiTe TOMbIHUTEITHO
70 ml n-xekcaH, 3a Ja OTCTPaHHTE ECTECTBEHO HAIMYHUTE N-AJIKaHH.
Tlocne 3amounere xpomarorpadckoro emyupase, chbupaiiku 180 ml or
CMeCTa N-XeKCaH/eTHIOB eTep, B ChoTHomeHne 99:1, kato momabpixkare
nebur or okono 15 kamku Ha 10 cexynau. Enmyumpanero Ha mpobara
TpsiOBa J1a ce M3BBPIIM MPH CTaiiHa Temmeparypa 22 + 4 °C.

Benexkn: — Cmecrta n-xexcan/etunos erep (99:1) TpsiOBa 1a ce mpUroTBst
BCCKHU [CH.

— 3a J1a KOHTPOJIMpATe BU3YalHO INPaBHIHOTO €IyHpaHe Ha
napaguHHUTE, BH3MOXKHO € J1a 100aBUTe KbM pa3TBOpEHATa
npoba 100 pl cynan (1 %) B exyupanara cmec. Twit kato
OLBETUTEIAT € C MEXIUHHO BpPEME Ha 3aJbpiKaHe CIPSIMO
napaguHUTE W TPHUIIIMLEPUANTE, YMECTHO € EIyHpaHeTo
Jla ce IMPEeKpaTH TOorasa, KOraTo OIBCTSBAHETO JIOCTHI'HE
JIBHOTO Ha Xpomarorpadckara KOJOHKA, Thil KaTo Ha
TO3W eTan BCHYKU MapaduHu ca enyupaHu.

Uscyurere Taka monyveHara ¢pakuust B poTaiponeH usnapuren (3.6) mo
MPAKTUYECKH ITBIHOTO OTCTpAHsBaHE Ha pasrBoputens. [locnenuute 2
ml OoT pasTBOpUTENsi Ce OTCTPaHSABAT C IOMOINTAa Ha CJad a30TeH
IOTOK; cjex ToBa nobasere 2-4 ml n-xenrad.

5.2. AHaau3 ype3 razoa xpomartorpagus
5.2.1.  Ilpeosapumennu onepayuu

IloctaBete komoHkara B ra3oBus xpomatorpad (3.3), cBBp3Baiiku
BXOJHHUS M3BOJ KbM CHCTeMaTa on-column, a U3XOAHHMS — KbM
nerekropa. V3Bbpiiere OCHOBHHMTE NPOBEPKH Ha amaparypara 3a ra3osa
xpomaTorpadust (3ApaBHMHA Ha Ta30BHTE KOHTYpPH, €()EKTUBHOCT Ha
JICTEKTOpa M Ha 3alMCBallaTa CUCTEMa M T. H.).
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AKO KOJIOHKaTa e U3I0JI3Ba 3a IbPBH ITBT, CE MPEMOPHYUBA J[a IPUCTHITUTE
KbM KOHIUIMOHUpaHeTo 1. [IpokapaiiTe npe3 KOJIOHKaTa MaJIKO Ias3, CJIe
KOETO BKJIIOYETE amaparypara 3a ra3oBa xpomarorpadus. Harpeiite
MOCTETNICHHO JI0 JIOCTUTaHe, cie]l OKolo 4 yaca, Ha Temmeparypa 350 °C.
TlommbpikaiiTe Tasu Temmeparypa B MPOIB/DKCHHE HA MUHHMYM 2 daca,
clie]] KOeTO MpPUCTBIETe KbM HAcTpolKara Ha amaparypara KbM
ycnoBusita Ha pabora (HaCTpoWKa Ha Ta30BHs MOTOK, 3arajiBaHe Ha
IJIaMbKa, BKIIOUYBaHE KbM €IEKTPOHHOTO 3alHCBamIo ycTpoiicTeo (3.3.4),
HACTpPOWKa Ha TeMIIepaTypara Ha KaMepaTa 3a KOJIOHKATa, Ha IETEKTOpPa 1 T.
H.) ¥ HACTPOWTE CHUTHAJA HAa YyBCTBUTEIHOCT IMOHE 2 MBTH [O-BHCOKA OT
MpeBUCHATA 3a MPOBEXKIAHE Ha aHanm3a. XOMBT HA OCHOBHATA JIMHUS
TpsiOBa na Obae nuHEeH, 0e3 MUKOBE OT KAKBOTO M J1a € €CTECTBO, U HE
TpsiOBa Ja MoKa3Ba OTKIOHEHHUS.

OTpHLATETHOTO MPABOJMHEHHO OTKIOHEHHE € [MOKa3aTesl 3a HEM3IPaBHU
BPB3KM Ha KOJOHKATA, IOJOKUTEIHOTO OTKJIOHEHHWE € MOKa3aTen 3a
HEIOCTaThYHO KOHAWIMOHMUPAHE HA KOJIOHKATA.

5.2.2. H360p na pabomnume yciogus
OO0mo B3eTo, pabOTHUTE YCIOBHs, KOWUTO CleABa Ja CE Cras3par, ca

CJICOHHUTEC:

— TeMIIepaTypa Ha KOJOHKaTa:

20 °C/ 5 °C/ 20 °C/
MHHYTa MHHYTa MHHYTa
B — 240 °C — 325 °C — 340 °C
HAYaJoTo (6) (10",
80 °C
1

— Temmeparypa Ha gerekropa: 350 °C,

— KOJHMYECTBO MHXXEKTHUpaHO BemiectBo: 1 pl ot pasreopa (2—4 ml)
n-XernTaH,

— Ta3 HOCHTEN: XEIWi MM BOJOPOJ C ONTHUMAJTHA JIMHEHHA CKOPOCT 3a
CHOTBETHHUS Ta3 (BHXK JIOITBJIHEHHUETO),

— HUHCTPYMCHTAJIHA YYBCTBUTCIHOCT: B CBCTOSIHUC Jia YAOBJICTBOPHU
TIOCOYCHUTE I10-0JTYy YCIIOBUS:

Te3u ycnoBus Morar ja BapupaT B 3aBUCHMOCT OT XapaKTEPHUCTHKHUTE Ha
KOJOHKAaTa M Ha Ta30BHA XpoMmarorpad HO TAaKbB HAYUH, 4e Ja ce
IOCTUTHE aHANM3UpaHe Ha BCHYKM NapadUHM, 3aJOBOJIMTEIHA
paszenuTenHa CiocOOHOCT Ha IUKOBETE (BIK (purypara); BpeMETO Ha
3ambpkaHe Ha BbBIpemHus craHmapr Cz, cumexBa ma Opme 18 + 3
MuHyTH. Haif-m3paseHusr nuk Ha mapaduHHTE clegBa Ja ce HaMupa
Ha MEHEMYM 60 % BHCOYMHA OT OCHOBAaTa Ha CKajara.

HapaMeTpHTe Ha MHTEIrpUpaHE Ha IMHMKOBETE CJI€ABA J1a C€ ONIPEUACIAT I10
Ha4uH, KOMTO T03BOJISIBA IIpaBUJIHO U3YMCIICHUEC HA JIMLaTa Ha ITUKOBETE,
B3€TH IIOJ BHHUMAHHUC.

beneacka. Karo ce uMa mpeiBH] BHCOKara KpailHa TemIeparypa, ce
JIOTMyCKa TIOJIOKHUTENHO OTKJIOHEHHe, KOeTo He OuBa [1a
Hajgsumana 10 % BHCOYMHA OT OCHOBaTa Ha CKaJjara.

5.3. IIpoBe:xnane Ha aHaaHM3a

C momortira Ha MEKpocrpuHioBka ¢ BMectumoct 10 pl B3emere 1 pl ot
pa3TBopa; M3IbpHaiTe OyTaJoTO Ha CIPUHIOBKATA, Taka 4e Wrjara Ja
ocraHe mpa3Ha. BkapaiiTe uriata B MHXXEKIHOHHHUS ripubop u cien 1—2
CeKyHIU OBp30 MHKEKTHpAWTe pa3TBOPa; CIeA OKOJIO 5 CeKyHIOu 0aBHO
U3BaIeTe UIJIaTa.

IpoBexeTe 3ammc Ha aHamM3a OO0 IIBIHOTO €IyHpaHe Ha mapaduHuTE.
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OcHOBHaTa IJIMHHUs ClleJlBa BHHAard Ja OTroBaps Ha HEOOXOAMMHUTE
yCJIOBHSL.

5.4. HUnentuduuupane Ha nuKoBeTe

I/IZ[CHTI/I(l)I/IIII/IpaHeTO Ha pas3jJIMYHUTE ITUKOBE CJIEABa Ja CC U3BBPIIBA BbH3
OCHOBa Ha BpEMCcHaTa Ha 3aJbpXXaHE€ U B CpaBHEHUE CbC CMECU OT
Hapa(i)I/IHI/I C [IIO3HAaTH BpEMEHa Ha 3aAbpiKaHE, aHaJIU3HUpaHUu [pU
CBIIUTE YCJIOBUSL.

®durypata mpencraBs XpoMmaTorpama Ha mapaduHHTE B HEoOpabOTeHO
MacCIIMHOBO MaclIo.

5.5. KosinuecTBeHO HM3UMCIEHHE

C momotira Ha HUHTErpaTopa IPUCTHIICTE KbM U3YHUCIICHHUETO Ha JiMLaTa
Ha IMUKOBETE€ Ha BBTPCIIHUA CTAaHIAPT U Ha aJ'H/I(baTHI/ITG €CTepUu OT C40
a0 C46'

N3unciere chapp:KaHUETO HA MapaduH BHB BCEKH €IMH OT €CTEPHUTE, B
mg/kg MacTHO BewecTBo, Mo (opmyJara:

A, x mg x 1000

ecrep, mg/kg = i % m
S el

KBJETO!
Ay = IMIe Ha MHKa Ha BCEKU ecTep, B KBaApPAaTHH MHIIUMETPH;

AS = JIMIC Ha IMKa Ha BBTPCIIHUA CTaHAApPT, B KBaJApaTHU MUIIUMETPU,

mg = ,H06aBeHa Maca Ha BBTPCIIHUA CTaHAApT, B MUJIMTIPaAMH;

m Maca Ha np06aTa, B3€Ta 3a aHaJIu3, B I'paMOBE.

6. N3PA3ABAHE HA PE3YJITATUTE

Orbenexere cymara Ha ChIbPKaHHUATA HAa oTaeiHHTE mapaduun oT Cyg
no Cye, B mg/kg MacTHO BemiecTBo (ppm).

3abenescka. KoMIoHeHTHTE, KOUTO TPsIOBA J1a ce ONpEeNeNIT, Ce OTHACST
JI0 MIMKOBETE C YETHO BBIVIEPOJIHO YMCIO MEXIY ecTepuTe
Cyq9 m Cy4, CBITIACHO TIIpUMEpa HA XpoMarorpaMara Ha
napadpuHUTE B MacIMHOBOTO  MAacjo, IIOCOYeHa Ha
¢urypara no-nony. Ako ecrepbT Cyq CE€ HOSBU IBOHHO,
ce TIpemopbyBa 3a MIACHTHUIUpAHETO My Ja ce
aHanu3upa (QpaknusTa Ha napa@UHUTE B MACIHHOBO
MaclIo OT OCTaThYEH Marepuan, KpAeTo IHKBT Cyg ce
uIeHTH(HUIMpPa JIECHO, Thil KaTO ¢ Hal-U3pa3eHUSAT.

PeSyJ’ITaTPITe C€ ImaBaT C TOYHOCT OO €aHa OECETa.
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VYM21
Duzypa
XpomaTtorpama Ha mapapuauTe B MacauHoBo maciio (1)
30 ooﬂ 1 N
LS.

25.00

2000

1500

4
3
10 .00
2
2 3
500 i3'
'
000y - |_6_J
1
T T T T T T T
] 5 10 15 20 25 30 35

Jlezenoa:
LS. = JAypHHOB apaxmiar;
1 = JUTEPIIEHOBH €CTepu;
2 + 2" = ecrepu Cyp;
3+ 3" = ecrepu Cyy;
4 + 4" = ecrepu Cyy;
5 = ecrepu Cyg;
6 = CTEpOJIOBH €CTEPH U TPUTEPIICHOBH aJIKOXOJH.

(") Cuen enyupaHeTo Ha CTEpPOJIOBUTE €CTEpH XpOMAaTorpad)CKusT Xoi He OHMBa Ja ChIbpPKA M3PA3eHH MHKOBE
(TpUrIHLIEpUIN).
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YM21

Honvanenue

Omnpenensine Ha JHHeHHATAa CKOPOCT HA rasa

Wmxextupaiite ot 1 10 3 pl metan (wiu mpomaH) B ra3oBus xpomarorpad ciex
HACcTpOifkaTa My KbM HOPMAJIHH YCIOBHs Ha pabora. 3acedyeTe ¢ XPOHOMETBHD
BpEMeTO, HEOOXOOMMO Ha Tra3a Ja NPEeMHHE Npe3 KOJIOHKaTa, OT MOMEHTa Ha
HMH)XEKTHPAaHETO My /10 MOMEHTa, B KOWTO MHUKBT ce oueprae (ty).

Jluneitnara ckopoct, B cm/s, ce u3uucisBa mo ¢opmynara L/ty;, xpaero L e
JBJDKMHATA Ha KOJIOHKAaTa B CAHTUMETpH, a ty € 3aC€UYCHOTO BPEME B CEKyHIH.
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IIPUJIOJKEHUE 'V

ONPEAEJISSHE HA CBCTABA U CBABPKAHETO HA CTEPOJIM
YPE3 KAITMJIIAPHOKOJIOHKOBA I'A30BA XPOMATOI'PA®USA

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

3.10.1.

3.10.2.

3.10.3.

3.10.4.

OBXBAT

MeTtoasT onucBa Npoueaypa 3a ONpeesisiHe Ha OTACTHOTO KOJIUYECTBO U
O0IIOTO KOJNMYECTBO Ha CHIBPKAHUETO Ha CTEPONIM B MAaCTHHTE
BEILIECTBA.

IMMPUHLNIT HA METOJJA

MacTHOTO BemIecTBO, Clie/l JOOAaBIHETO Ha -XOJIECTAHON KAaTO BHTPEHICH
CTaHJAPT, CE OCAMyHsSBa C €TAHOJOB PAa3TBOP HAa KalMEB XUAPOKCHA H
HEOCANyHsIEeMHTE CHCTABKH C€ EKCTpaxWpar ¢ IOMOIITAa Ha IHETHUIIOB
erep.

CreponoBara (pakius ce OTHeds OT HEOCAIMyHSeMHUsl EKCTPAKT 4pe3
xpomatorpadust Ha OCHOBHAa IuIaka cbC cuimkaren. Creposnure,
BB3CTAHOBEHM OT CHJMKareiaa, ce mpeoOpasyBaT B TPUMETHICHIMII
eTepy M Ce  aHAIM3UpaT uYpe3  KalWIIPHO-KOJIOHKOBA — ra3oBa
Xxpomarorpadus.

AITAPATYPA

250 ml xonba ¢ obpaTeH XJIAMHUK CHC CHAIKH OT HUIU(OBAHO CTHKIIO.
Pazgenurenan ¢pynun ¢ BMectumoct ot 500 ml.
Kosbu ¢ Bmectimoct ot 250 ml.

IIbnen Habop 3a THHKOCIOEH XpoMaTorpad)cKy aHalu3, ¢ M3MOJ3BaHE Ha
CTBKJIEHH IUTaku ¢ pasmepu 20 X 20 cm.

YarpaBuoneToBa jJaMia ¢ IbDKHHA Ha BBJIHATa 366 10 254 nm.
MukpocnpuHIIOBKH ¢ BMecTHMOCT cboTBeTHO 100 pl u 500 pl.

ImmuaapuyHa cThbKiIeHa GUiITpaloHHa GyHHs ¢ nmopbo3Ha mnperpaga G3
(mopwozHocT 15 no 40 W) ¢ AuameTbp NPUOIHU3UTENHO 2 Cm U BHCOYHMHA
OpHOMM3UTENHO S5 cm, MOAXOMsmia 3a (UITpUpaHe MOA BaKyyM H
nummdoBaHa MBXKa cHanka 12/21.

Bakyymna kon6a ¢ BmectumocT 50 ml ¢ mumndoBaHa JKEHCKa CHajKa
12/21 3a cBbp3BaHe ¢ QuiarpanuonHara ¢yHus (3.7.).

Enpysetka ¢ BMectumoct 10 ml ¢ KOHHYHO IBHO W Tara.

T'a30B xpomarorpad) 3a M3MOJNI3BaHE C KANUIAPHA KOJOHKA U CHAbJeH C
pasJeNuTelIHa CUCTEMa, ChCTOAIA Ce OT:

TEPMOCTATHYHA KaMepa 3a KOJIOHKH C BB3MOXKHOCT 3a IIOJJbpiKaHEe Ha
JKeJlaHaTa Temreparypa ¢ To4HocT 1o + 1 °C;

H3MapUTEICH arperat ¢ Bb3MOXHOCT 3a HaCTpOﬁKa Ha TeMIieparypara ¢
U3MAPUTEIICH €JIEMEHT OT NEPCUIIAHU3UPAHO CTBHKIIO;

JIETEKTOp 3a IUIaMb4HAa HOHM3ALMUs M yCHJIBATENleH IpeoOpasyBared;

3aMKCBAlll MHTErPaTop 3a M3IOJI3BaHE C YCHWJIBATENHHUs mpeobpasyBatel
(3.10.3.), ¢ Bpeme Ha OTrOBOp, KOCTO HE INPCBHUILABA €IHA CEKyH[a, U
MPOMEHJIMBA CKOPOCT Ha IMOJaBaHEe HA XapTHsTA.

CThKIICHAa WIN KBapLOBa KalWIIpHA KOJIOHKA ¢ Ab/pkuHA 20 1o 30 m,
BbTpemeH auamersp 0,25 no 0,32 mm, ¢ TeuHa dasa ¢ SE-52 umu SE-54
WIN eKBHBAJIEHTHA, C ILTBTHOCT Ha ciost Mexnay 0,10 m 0,30 um.

MuKpocHpHHIIOBKa 3a ra3oBa xpomatorpadus, ¢ BMectumoct 10 pl cbe
3aKajJeHa WIJa.
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4.2.

43.

4.4.

4.5.

4.6.

4.7.

4.8.

4.9.

4.10.

4.11.

4.12.

4.13.

4.14.

4.15.

4.16.

4.17.

4.18.

4.19.

5.1.1.

PEAKTHUBU

IIpubnusurenHo 2 mol/L eraHONOB pa3TBOP Ha KalMEeB XHIPOKCHI.
PaztBapsar ce 130 g kanweB XHIPOKCHA (MHHHMAlHA KOHIEHTPALIUS
85 %), ¢ oxnaxnmane, B 200 ml gecrtunupana Boja M ce JONMBA 10
elMH JIUThP C eTaHoj. Pa3TBOpwsT TpsOBa na ce chXpaHsiBa B J100pe
3aTBOPCHHU CTBHKIICHU 6yTI/IJ'lKI/l C TBMCH ILIBJT.

I[]/IeTPIJ'IOB €TEp, NPECUNCTECH 3a aHAJIUTUYHHU LCIIN.

be3BoneH HatpueB cyndar, NPEYUCTEH 3a aHAUTUTUYHU LIEIN

CTBKIICHM IUIaKW, OOBHTHM CBC CHJIMKaren, Oe3 (uyopecueHTeH
uHIUKaTop, ¢ aedenuua 0,25 mm (MoraT ga ce JOCTaBsT OT ThProBCKara
Mpexa).

0,2 mol/L eraHomoB pa3TBOp Ha KalaMeB XWApPOKcHA: 13 g Kammes
XHAPOKCUA ce pa3tBapsaT B 20 ml pectuimpaHa BoAa M ce JOJIMBAT JIO
€/IUH JIUTBP C €TaHOII.

Bensen, 3a xpomarorpadus. (Bmx 5.2.2.).

ArneroH, 3a xpomarorpadus, (Bmk 5.2.2.).

Xexkcan, 3a xpomarorpadus. (Bmk 5.2.2.).

Juerusnos erep, 3a xpomarorpadus. (Bux 5.2.2.).

XnopodopM, npeuncTeH 3a aHanMTH4HH Lend. (Buwx 5.2.2.).

CranzapTeH pas3TBOp 3a TBbHKOCHOIHa Xxpomarorpadpus: P»M6 2% <«
pas3TBOp B XJIOPO(OpPM Ha XOJECTepos MM (PUTOCTEpONIN.

0,2% pastBop Ha 2,7-nuxnopoduyopectvH B eraHon. Toit ce
alKanu3upa cnabo upe3 A00aBsHE Ha HAKOJNKO Kanku 2 mol/L
aJIKOXOJICH Pa3TBOP HA KalIMEB XUIPOKCHI.

BesBomen mupuanh, 3a xpoMarorpadus.
XeKcaMeTHIIIUCHIa3aH.
TpumeTuaxaopocuiIan.

CraHJapTHH Pa3TBOPU Ha TPHUMETWICHIMI eTepu. Te ce NPHUrOTBAT B
MOMEHTa Ha ynorpeba OT YHUCTH CTEpPOJIM HWIM CMECH OT CTEpOIIH,
MOJly4YE€HU OT Macja, KOUTO TU ChIbpPKAaT.

0,2% pastBop (m/V) Ha [-xomectaHon B XJIOPOGOpPM (BBTpELICH
CTaH/APT).

lazoBe HocuTenM: BOJOPOA M  XeNMH, IPEYUCTeHH 3a Tras3osa
xpomatorpadus.

CromararesiHu Tra3oBe:
— BOJIOpPOJ, NMPEYUCTEH 3a ra3oBa Xpomarorpadus;
— BB3JYyX, IPEUUCTEH 3a ra3oBa Xpomarorpadus.

XOI HA OIIMTA

HpI/IFOTBXHe Ha HCOCAITyHSICMUTC CHCTAaBKH.

C nomomra Ha cnpuHIoBKa ¢ BMectuMmocT 500 pl ce mocraBs B 250-
MHIMINTpOBAa Koinba obem 0,2 % pa3tBOp Ha 0-XOJIECTaHOI B
xsopodopm (4.17.), chabpiKall TakOBa KOJMYECTBO XOJECTAHOJ, KOETO
choTBeTCTBA Ha TpubIm3uTenHo 10 % oT CTepoJoBOTO ChABpKAHHWE Ha
INKBOTHATa 4YacT OT mpobara, B3eTa 3a ompexnensHe. Hampumep 3a 5 g
or mpobara ce no6aear 500 pl or 0,2 % pa3TBOp Ha G-XOJECTaHOI,
KOraTo CTaBa BBIIPOC 3a MaciauHOBO Macio u 1 500 ul — 3a macmo ot
MacCJIMHOBO KIOCIIE.

HW3cymasa ce 10 CyX0 ¢ HMOTOK OT a30T M TOraBa Ce W3MepBa MPELU3HO 5
g oT cyxata (untpupana mpoba B ChIIaTa Kouoa.
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5.1.2.

5.1.5.

5.2.

5.2.1.

»M6 Macna «, CbObPKAIIM 3HAYUTENHM KOJIMYECTBA XOIECTEPOI
MoraT Ja IIOKaXkaT IIMK, MMall] BpeMe Ha 3aJbplkaHe, HACHTUYEH C
TO3M Ha XOJECTaHOJa. AKO TOBa ce MpOSBH, CTepoyioBata (paxuus
clleiBa J]a CE aHalM3Wpa [BYKPAaTHO ChC M 0O€3 BBTPCUICH CTAHAApT
>M6 umm e HEoOXOOMMO [a Ce M3MOI3Ba OETyIMHON BMECTO
xosiectaHon .

Job6apsar ce 50 ml 2 mol/L eTaHONOB pa3TBOp Ha KalUeB XUIPOKCHI,
HOCTaBs ce OOpaTHUAT XJIAJHUK M Ce MOATpsABa 10 CIab0 KUIICHE Ha
BOZIHA OaHs ¢ HENPEeKbCHATO CUJIHO pa3ObpKBaHE, JOKATO C€ M3BBPIIN
ocamyHsBaHeTO (pa3TBOPBT ce u3bucTpsi). HarpssaHeTo ce MpoabibKaBa
3a ome 20 MUHYTH, ciies kKoeto ce npubasst 50 ml necrunmupana Boga 1o
BbpXa Ha XJIAJHUKA, XJIaTHUKBT CE OTCTpaHsABa, a KolIbaTa ce OXJIaxnaa
1o npubmmsurenso 30 °C.

ChabpkaHHeTo Ha KojbaTra ce TpexBbpis komumuecTBeHo B 500 ml
pazaenuresHa GyHHUs ¢ MOMOIITA HAa HAKOJIKO NPOMUBKH C JECTUIIMPAaHA
BOJa, Bb3M3amia o6mo Ha okoiao 50 ml. IIpubasst ce nmpubOIH3UTETHO
80 ml nmuermnoB erep, paskiaiia Cce CHEPrHYHO B MPOIBDKCHHE Ha
okono 30 cekyHIM M ce OCTaBs Ja ce ytau (Oenexka 1).

Otmenst ce nonHara BoxHa (a3a, KaTo TS ce cbOupa B OT/ACHHA
pasmenuTenHa (GyHus. M3BBpIIBAT Ce [BE IO-HATATBHINHN EKCTPAKIIHU
Ha BoJaHATa (haza MO CHUIMSA HAYHMH, KATO BCEKM BT ce M3moi3Bar 60
1o 70 ml erumoB erep.

Benexcka 1: KosATo M 1Oa € eMyslcHS MOXE Ja Ce pasfeld 4pes
npubaBsHETO HA MAaJIKH KOJHYECTBA CTHIOB WU
METHJIOB aJIKOXOJI C TIOMOIITA Ha ONpPbCKBAaHE.

W3TerssiT ce eTepHUTe eKCTPaKTH B OTICNTHA pas3leiuTenHa (GyHHS U ce
npoMuBar B Aectwinpada Boaa (50 ml Bceku mbT), OKATO MPOMUBHATA
BOZIa HE Jaji¢ HEyTpajHa PEaKIusL.

Crnen xaTo HpOMHBHaTa Boja € Omia OTCTpaHEHa, Ce H3CyIlaBa C
Oe3BoseH HatpueB cyiadar u ce ¢uiarpupa npe3 0e3BOJACH HATPHUEB
cyiadar B mpemBapHTENHO MpeTericHa 250-MUIMINTPOBa KOJIOa, KaTo
(yHUATA ¥ QUITHPHT CE NMIPOMUBAT C MAJIKH KOJIMYECTBA TUCTUIIOB €TEP.

EtepbT ce necTunupa 10 HAKOJIKO MUIMJIMTPA, CIE] TOBa CE M3CyllaBa
1O/ JIEK BaKyyM WM HOJ IOTOK OT a30T, KAaTo H3CYLIaBAHETO C€
nobpiiBa B newy npu 100 °C 3a npuONIM3UTENIHO YETBBPT 4Yac U Clel
OXJIaX/JIaHe B JIECUKATOp CE€ IPETErs.

OtzaensiHe Ha cTeponoBaTa (paxiys.

IMonroToBka Ha OCHOBHHWTE IUIaku. [lmaku cbe cumkaren (4.4.) ce
noranmsaT HambiaHO B 0,2 mol/L  eraHonoB pa3TBOp Ha KaJMeB
xugapoxeun (4.5.) 3a 10 cexyHzau, ciex KOETO Ce OCTaBsT Ja M3ChXHAT
B M3IIApHUTeNIeH ImKad 3a JBa Yaca M Hakpas Ce MOCTaBAT B Iel] IpH
100 °C 3a enuH yac.

W3Bakzat ce OT MeliTa U Ce ChXpPaHsBaT B IECUKATOP C KAILKEB XJIOPH[
10 M3IOJI3BAHETO MM (Taka 0OpaboTeHHTE IUIaKK TPsIOBa J1a ce M3MOJA3BaT
B paMKuTe Ha 15 nHm).

bBenexcka 2: Koraro ce M3M0J3BaT IUIAKK ChC CHIIMKAres 3a OTICIISHE Ha
creposioBara (Gpakims, HAMa HyXga 1a ce oOpaborsar
HEOCAMyHsIEMUTE ChCTABKH C THATYMHUHHEB TpUOKCHI. [lo
TO3W HAYMH BCHYKH CHEIUHEHHS C KHCEIHMHHH CBOMCTBA
(MacTHH KHCENMHH W JPYTH) c€ 3aabpKaT B TOYKATa Ha
HaKalmBaHe M CTEpOJoOBaTa WBHIA SICHO CE€ OTHENS OT
WBUIIUTE HA ATU(ATHUTE WIA TPUTCPIICHOBHUTE ATKOXOJIH.
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52.2.

5.2.3.

5.2.4.

5.2.5.

5.2.6.

5.3.

B mposiBuTenHaTa Kamepa ce HallBa 10 ABJIOOYMHA OKOJO 1 cm cMec oT
OCH3eH M aleToH B choTHOomeHue 95:5 (v/v). Karo anrepHarisa Moxe n1a
ce M3II0JI3Ba CMEC OT XeKCaH M €THJIOB eTep B ChOTHOLIeHHE 65:35 (V/v).
Kamepara ce 3aTBapsi ¢ MOAXOMAN] Kamak M Ce OCTaBs Taka 3a OKOJIO
MOJIOBUH Yac, Taka 4e Ja Ce YCTAHOBH PABHOBECHE MEXIY TEUYHOCTTA H
napure. KbM BBTpEIIHUTE MOBBPXHOCTH Ha Kamepara MOrar Ja ce
NPHUKPENT MBHLM OT (QUIATHPHA XapTHs, [OTONEHH B OTMUBHHS areHT.
ToBa HamansiBa BPEMETO 3a MpPOSBSBAHE C NMPUONU3UTEIHO €JHA TPeTa U
Ce MOCTUra Mo-paBHOMEPHO, NMPABHJIHO OTMHMBAHE Ha CHCTaBKHUTE.

beneacka 3: IlposBUTETHUAT pa3TBOp TpsAOBa Ja ce IOAMEHs Ipeau
BCEKM aHaNM3, C OrleJ Ha I[OJy4aBaHETO Ha
BB3IIPOU3BOJUMH YCIIOBHS 3a IPOSIBSBAHE.

TloaroTsst ce MpUOIU3UTEIHO 5 % pa3TBOP Ha HEOCAMYHSIEMH ChCTABKH
(5.1.5.) B xnmopodopm u 300 pl ot pasrBopa ce HaHACS HAa BB3MOXKHO
Hali-TPHKAa paBHOMEpHA HBMIA C IMOMOIITAa HA MUKDPOCIPUHIOBKAaTa ¢
BMectuMocT 100 pl Ha myaka 3a xpomarorpadus Ha NPUOIHUZUTENTHO 2
cm OT eAWHUs Kpail Ha rulakata. Ha chLIOTO paBHHIIE KaTo MBUIATA CE
HakamBat 2 10 3 pl ot cranmaptHus pastop (4.11.) 3a pasmo3HaBaHETO
Ha WBHIATa OT alu(aTHH aJKOXOJW CJe/l 3aBbpLIBAHETO Ha
[POSIBSIBAHETO.

IInakara ce mocTaBsi B MpOsIBUTEIHATA Kamepa KakTo € yka3zaHo B 5.2.2.
Temmeparypara ce nonabpka Mexay 15 u 20 °C. Kamepara ce 3atBapst ¢
Karaka BeJHara u npobaTa ce OCTaBs 32 OTMHUBaHE, JIOKaTo (POHTHT Ha
pa3TBOpHUTENs JOCTHUTHE Ha pa3CTosHME 1 cm OT TOpHHS Kpail Ha
riakata. Ciexl ToBa IUIakaTta ce M3BaXKIa OT MPOSBHTENIHATa Kamepa M
Pa3TBOPUTEIAT CE M3MapsBa MO ropell] Bb3AYyLIeH MOTOK WM IUIaKaTa ce
OCTaBsl 10J] KaMHHATa.

Ilnakata ce HampbCcKBa JIEKO U PaBHOMEPHO C pas3rBopa Ha 2,7-
quxaopodayopecuus.  Koraro  makara ce  HaOmogaBa oA
yIATPaBHOJIETOBA CBETJIMHA, MBHIATA OT CTEPOIM MOXKE J1a CE pa3lo3Hae
KaTo ce OOeIMHH C METHOTO, MONy4eHO OT CTaHJapTHHUS pPa3TBOP.
I'panunure Ha UBHIATa IO Kpaumara Ha (IIyopecleHIHUATa ce
04epTaBaT C 4epEeH MOJIUB.

CunMkarenbT, BKIIOYEH B Ta3d OmpejeneHa o0nacT, ce M34ersprsa ¢
MeTayHa mmaryna. OTiaeneHuAT HagpoOeH MaTepual OT CHJIMKAarena ce
nocraBsi BbB (uirbpHata ¢(yHus (3.7.). IIpubassar ce 10 ml ropeu
xnopodopm, pa3dbpkBa ce Jo0pe ¢ MeTanHaTa INNatyna Mo ce
¢duntpupa moj BakyyM, KaTo ¢uaTparhT ce chOupa B konbara (3.8.),
KOATO € CBbp3aHa ¢ (uiTbpHaTa (QyHUS.

Vraiikata oT (yHMATA CE€ POMHUBA TPHU IBTU C AUETHIOB €Tep (C OKOJIO
10 ml Bcexu mbT), KaTO GUATPATHT Ce ChOMpa B ChlaTa Koiba, CBbp3aHa
¢ ¢unrbpHarta ¢pynus. OuntpaTsT ce usnapsea 10 odoem ot 4 10 5 ml u
OCTaTBUHMAT PA3TBOP C€ NMPEXBBPIIS B enpyBeTka ¢ Bmectumoct 10 ml
(3.9.), kosiTo € Omia mpeTerieHa MpeiABapUTEIHO; H3MapsiBa Ce J0 CyXO
ype3 JIEKO MOArPsIBaHe 0] a30TEeH MOTOK, yTalKaTa ce pa3TBaps OTHOBO
C HAKOJKO KaIlK{ alleTOH, OTHOBO CE M3MapsBa 10 CyXO, CJIeX KOETO ce
nocraBs B mem npu 105 °C 3a okono 10 MuHyTH, cliel KOETO ce
OXJIaKIa B JCCHUKATOP U CE MpPEeTers.

OcTaTbKbT B €MPyBETKaTa Ce ChCTOU OT CTepoJioBata (pakius.
IToaroToBka Ha TPUMETWICHIMIOBUTE CTEpPH.

PeakTBbT 3a CHIMIAIMA, CBCTOSAILI C€ OT CMeC OT IHPHUIHH-
XEeKCaMEeTHIAUCUIIa3aH-TPUMETUIXJIOPOCUTIaH B choTHomeHue 9:3:1
(v/v/v) (benexka 4) ce 106aBs B empyBeTKara, ChbpiKalla aJKOX0JIHATa
¢dpakuus, B croTHOIIEHHEe 50 pl 3a BCeKM MWIIMIpaM CTEpOJH, KaTto ce
n30sarea abcopOriusara Ha Biara (Oenexka 5).

benescka 4: T'oroBu 3a ymnorpeba pa3TBOPH MOraT 1a Ce€ JOCTaBAT OT
THProBcKaTa Mpea; IPyrd CUIAHU3MPAIM PEaKTHBH, KaTo
HAmpUMep OUC-TPUMETHJICHIINI, TpudIyopoaneTaMua -+
1 % TpUMETHJIXJIOpOCHIIaH, KOWTO TpsiOBa Na ce paspexia
ChC ChUIMS 00eM 0e3BOJEH NMUPHIMH, CHIIO MOraT Ja ce
HabaBsT.
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5.4.

5.4.1.

5.4.1.1.

5.4.12.

5.4.2.

5.4.2.1.

Enpyserkara ce 3arBaps, BHUMaTeIHO ce paskiama (06e3 na ce
npeoOpbIa), JOKATO CTEpoIuTe ce pa3rBopsAT. Cien ToBa ce ocTaps 3a
1oHe 15 MuHYTH npu cTaifHa TemIiepaTypa U mocie ce HeHTpodyrupa 3a
HSKOJIKO MUHYTH. BHCTpHST pa3sTBOp € TOTOB 3a ra3oB Xpomarorpad)cku
aHaJm3.

benescka 5: Cnabata omanecueHIHs, KOATO MOXE Ja ce MONy4Hd, €
HOpPMaJlHa ¥ HE BIMfAC MO HUKaKbB HaunH. DopmmpaHeTo
Ha Osu1 (IIOKYJIaT MM MOSBSIBAHETO HA PO30BO OLIBETSBAHE
€ 3HAaK 3a HAJIWYMeTO Ha Bllara WM 3a YBPEKIAHETO Ha
peaktuBa. B To3m ciryuail omMTHT ce mMOBTaps.

T'azoB xpomarorpad)cku aHanus
IIpenBapuTenHu onepaiyy, 3ambjiBaHe Ha KOJOHKATA.

KanmnspHata KoJIOHKa ce IOCTaBs B Ta3oBHs Xpomarorpad dypes
CBBp3BaHE Ha BXONHHUS Kpall ¢ W3MapUTeNs, KOWTO € CBBP3aH C
pasaenuTesHaTa CUCTEMa, a U3XOAHMS Kpail — C JeTeKTopa.

V3BbpiiBa ce o0ma mnpoBepka Ha Tra3oBOXpoMmarorpadckusi arperar
(TeyoBe OT ra3oBUTE BEPUTH, €PUKACHOCT HA JETEKTOPa, e(heKTUBHOCT
Ha pa3JeluTeNHaTa CUCTeMa M Ha 3aliCBalllaTa CHCTeMa U Thi HATAThK).

AKO KOJOHKAaTa c€ H3IO0I3Ba 3a IPBB BT, Ce IIpernopbuBa 1a ObIe
MOJUIOKeHa Ha KOHAMIMOHMpaHe. IIpokapa ce cmab MOTOK OT ras
npe3 KOJOHKaTa, ClieJl KOETO Tra30BOXpOMATorpadkusT arperatr ce
BKJIIOYBA W C€ 3al04Ba IOCTCHEHHO HArpsBaHe MO [NOCTUTAHETO H
MoJAbpKaHeTo Ha TemmepaTypa oT mone 20 °C Hax TemmepaTypara 3a
excrutoarauus (Oenexxka 6). Tasu Temmneparypa ce MOJIbpxka 3a MOHE
JIBa 4yaca, ClieJi KOeTO LEJHST arperar ce NpUBEkKAa B pabOTEeH PexuM
(nacTpoiika Ha Ta30BUS MOTOK M pa3Ne/sHETO, BB3IUIAMCHSBAHC Ha
IUIAMBKA, CBBP3BAHE C  EJIEKTPOHHOTO  3allMCBALIO  YCTPOHCTBO,
HACTpOMBaHE Ha TeMIepaTypaTa Ha MEIITAa 33 KAIWDLIPHH KOJIOHKH,
JNETEKTOpa M HHXXCKTOpa U ThH HATaThK) U CE 3alMCBa CUTHAIBT C
HOHE 1Ba IBTU MO-TOJIMa YyBCTBUTEIHOCT OT Tas3W, KOSTO IIe ce
M3I0JI3Ba TPpH aHanu3a. XOXbT Ha OCHOBHATA JIMHUs TpAOBa Ja € Mpas,
0e3 MUKOBE OT KaKbBTO M Ja OMJIO BUJ M He TpsiOBa Ja ce M3MECTBa.

OTpI/ILIaTCJ'IHO HpaBOJ’IHHeﬁHO HU3MECTBAHE € IIOKA3aTCyJ 3a HU3TUYAaHC OT
KOJIOHKOBUTEC CBPBH3KH; IIOJIOKUTCIHOTO HU3MECTBAHE € IIO0Ka3aTesl 3a
HEMOAXOAA110 KOHAUIMOHUPAHE Ha KOJIOHKaTa.

benescka 6: TemmepatypaTa Ha KOHIMLMOHHMpaHE TpsiOBa Ja € BHUHArU
noHe ¢ 20 °C mo-HUCKa OT MaKCHMallHaTa TeMIeparypa,
olpeie/ieHa 3a U3II0J3BaHATa CTalMOHapHa (a3za.

M360p Ha ycnosusiTa 3a paboTa.

Hacokara 3a ycnosusrta 3a paboTta € cienHata:
— TeMmneparypa Ha kosoHkute: 260 °C £ 5 °C,
— Temmneparypa Ha mnapurernst: 280 °C,

— TeMneparypa Ha gerekropa: 290 °C,

— JIMHEWHa CKOpOCT Ha ra3a Hocurer: xenmuit — 20 mo 35 cm/sec,
Bogopox — 30 mo 50 cm/sec,

— cpoTHOmIeHue Ha pasmemsHe: 1:50 mo 1:100,

— YYBCTBUTCJIHOCT Ha HWHCTPYMCHTA: 4 10 16 TBTH MHUHUMAIHOTO
HaMaJiiBaHE,

— dYyBCTBHTENHOCT Ha 3ammcBane: 1 10 2 mV fis.,

— CKOpocT Ha mojaBane Ha xaptusata: 30 go 60 cm/h,
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5.4.3.

5.43.1.

5.4.32.

54.4.

5.4.5.

5.4.5.1.

5.4.5.2.

— KOJHMYECTBO Ha MHXeKTHpaHoTo Bemectso: 0,5 mo 1 pl ot pasreopa
na TMCE.

Te3u ycmoBus Morat aa ce U3MEHST B CBETIHMHATA HA XapaKTEPUCTUKUTE
Ha KOJIOHKOBATa M razoBara xpomarorpadus, ¢ orjies mojayuaBaHeTo Ha
XpOMAaTOrpaMH, 3aI0BOJISBAINY CICIHUTE YCIOBHS:

— BpeMeTo 3a 3aabpKaHe Ha [-cutocTeporna TpsioBa ma e 20 + 5
MUHYTH,

— MNUKBT Ha KaMmIiecTeposa TpsidBa Ja e: 3a MacIMHOBOTO Macio (0010

cpabpxanue 3 %) — 15 £ 5% oT mbeiHAaTa CTOHHOCT; 32 COEBOTO
macino (obumo ceaepxkanue 20 %) — 80 +£ 10% or mnbiaHaTta
CTOIHOCT

— BCHYKM HAJIMYHM CTEpOIM TpsOBa ja ca oraeneHu. B nobaBka Ha
TOBa, 4e TpsOBa 1a ca pa3delieHH, IHKOBeTe TpsiOBa na Obaar
CHIIO Taka HAIIBJIHO OTACIEHH €JUH OT JAPYT, T.e. CleJara Ha MuKa
TpsAOBa Jia ce BBPHE HAITBJIHO JI0 OCHOBATa, NMPEAX Ja Ce M3JUIHE 3a
cnenBamus nuk. HembiaHoTOo oTmensHe obaye ce JOIycKa, Karto €
npeasuaeHo, 4ye mukbT npu TRR 1,02 moxe ma ce wuspasu
KOJIMYECTBEHO 4Ype3 M3IOJI3BAHETO Ha INEPIECHANKYJISP.

HpOBC)KIIaHC Ha a”Halu3a.

C momomra Ha Mukpomunerara ¢ BMectumocT 10 pl ce marternma 1 pl
xekcaH, BbBexaa ce 0,5 pl Bp3myx m Bmocmeactsue — 0,5 mo 1 pl or
pa3TBOpa Ha mpobaTa. ByTanoro Ha cIpuHIOBKaTa ce IIOBAHIa, 3a Ja Ce
u3npasHy uriaata. Wrimara ce BpBexkaa mpe3 MeMOpaHaTa Ha MACTOTO 3a
HHKEKTHpaHe WM CIeA ¢HAa IO IBE CEKyHIU Pa3TBOPBT C€ HHKEKTHpa
OBp30, a UriIaTa ce U3Bakaa 0aBHO cief NMPUOIM3UTENIHO IIET CEKyHIH.

M3BppmBa ce 3amuc A0 meaHOTO oTMuBaHe Ha Hammyaute TMCE Ha
CTEpOoITUTE.

OcHoBHaTa JMHUA TpAOBa Ja OTroBaps HAa HM3UCKBAHMATA Ha TOYKA
5.4.1.2.

Pasno3naBaHe Ha MHUKOBETE.

PasnosnaBaneTo Ha WHIMBHIyalHHTE INHKOBE CE HM3BBPIIBA CBIIACHO
BpEMEHaTa 3a 3aJbp)KaHe M B CPABHEHHE CbC CMECH OT CTEPOJIOBU
TMCE, aHanu3upaHy IOpH CHLIUTE YCIOBHS.

CreponuTte ce OTMHMBAT B CICIHHS DPEI: XOJECTepol, OpacukacTepol,
24-MeTHIIEHXO0JIECTEPOJI, KaMIECTepOII, KaMIIeCTaHOJ, CTHIMacTepoi, A
7-xamnecrepos, A 5,23-cTUrMacTaJueHo, KIepoCcTepol, B-CUTOCTEpOI,
curocranoi, A 5-aBeHacrepon, A 5,24-crurmacragmeHon, A 7-
CTHTMACTEHOJ, A 7-aBEHACTEpOIL.

Bpemenara 3a 3ambpxkane 3a cutoctepon 3a kojdoHu SE-52 u SE-54 ca
mokasaHu B Tabmuma 1.

Ourypu | u 2 mMoKa3BaT THOMYHMA XPOMATOTPaMHU 33 HIKOU Macia.
KommnuectBena nperenka.

W3zuncnsaBar ce nuuata Ha P-XOJECTaHONA M CTEPOJIOBHTE ITMKOBE MPH
M3I0JI3BaHETO Ha UHTErpaTopa. [IukoBeTe 3a BCHUKH BEIIECTBA, KOUTO HE
ca BKJIIOYEHH CpEJ Te3H, BKIIOYEHH B Tabnuma 1, He ce B3eMar Ioj
BHHMaHKe. KoepuIMeHThT Ha OTroBOp 3a [-XoJecTaHoda ce mHpHeMa
3a 1.

KoHIeHTpauusaTa Ha BCEKM OTHEIEH cTepoi, u3paseHa B mg/100 g
MACTHO BEILECTBO CE M3YUCISIBA IO CICIHHS HAuMH:

A, x mg x 100

CTEpoNI X =
A, X m
S
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6.2.

KBJIETO:
Ay = nuuero Ha muka 3a crepona, PM6 — «;

Ag = nuuero Ha muka Ha f-xonecranona, PM6 —— «;
mg = Macara Ha J00aBeHUs [(-XOJECTaHOJ, B MIJIUTPAMU;

m = wMacara Ha mpo0aTa, B3eTa 3a ONpENCIsHE, B IPaMOBE.
N3PA3SBAHE HA PE3VYJITATUTE

3amucBaT ce MHAWBUIYAIHHTE KOHIIEHTPAIMK Ha creponuTe B mg/100 g
MacTHO BEIECTBO, & COOPBT MM KaTO OOMIO KOJMYECTBO HA CTEPOIIUTE.

M3uncnsBa ce MPOLEHTHOTO ChAbP)KAHUE HA BCEKH OTJIEIEH CTEPOJI Ypes3
OTHOLIEHHE Ha MMAILOTO 3HAUCHHUE JIMLE HA MUKa KbM cOopa OT iuuara
Ha ITUKOBETE Ha CTEPOJIHTE.

% Ha cTepona X = x 100

KbACTO:

A JIMIOETO Ha ITMKa 3a X;

X

> A = cOopbT OT JHIaTa Ha MUKOBETE HA CTEPOJIHTE.
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JOIIbJIHEHUE

Onpedensne na nuxelnama CKOpocm Ha 2asa

1 mo 3 pl meran (wnu mpomaH) ce HMHXEKTHpPAT B Tra3oBHs Xpomarorpad,
HACTPOEH Ha HOPMAJIHHU YCJIOBHSA 3a paboTa, M ce U3MEepBa BPEMETO, HEOOXOAUMO
Ha MeTaHa WM TpoNaHa 3a MPEeMHHABAHE Mpe3 KOJOHKAaTa OT MOMEHTa Ha
HWHXEKTHPaHe O MOMEHTa Ha MOSBSBAaHE Ha muka (ty).

JluneiiHata ckopocT Ha rasa, B cm/sec, € npejactaBeHa upes L/ty, kbaero L e
JIBJDKMHATA Ha KOJIOHATa, B CAHTUMETPH, a ty; € H3MEPEHOTO BPEMETO, B CEKYH]IH.

Tadauna 1

OTHOCHTETHO BpEMC 3a 3abpiKaHE 3a CTCPOJIUTE

OTHOCHUTEHO BpeMe 3a

3aabpiKaHe
ITux Wnentudukanus
SE 54 SE 52
KOJIOHKa KOJIOHKa
1 XOJIECTEPOIT A-5-xonecren-33-o 0,67 0,63
2 XOJIECTaHOJI So-xonecta-33-o1 0,68 0,64
3 Opacukacteporn [24S]-24-meTnn-A-5,22-XonecTagueH- 0,73 0,71
3B-on
4 24-metunen-xonecrepon  24-mertunen-A-5,24-xonecten-3p-oin 0,82 0,80
5 KaMIIeCTEepOT [24R]-24-meTnn-A-5-xonecren-33-oin 0,83 0,81
6 KaMITeCTaHOI [24R]-24-meTun-xomecran-3B-01 0,85 0,82
7 CTUTMacTepol [24R]-24-eTHn-A-5,22-x0onecTaanueH- 0,88 0,87
3B-on
8 A-7-xamnecTepo [24R]-24-metun-A-7-xonecren-3p-on 0,93 0,92
9 A-5,23-cturmactaguenon  [24R,S]-24-etun-A-5,23-xonectaauen- 0,95 0,95
3B-on
10 XJIEPOCTEPOIT [24S]-24-eTun-A-5,25-xonacraaueH- 0,96 0,96
3B-on
11 B-curocTepon [24R]-24-eTun-A-5-xonecran-3B-on 1,00 1,00
12 CHTOCTAHOJI 24-etun-xonecran-33-on 1,02 1,02
13 A-5-aBeHactepon [24Z]-24-eTununen-5-xonecteH-33-oi 1,03 1,03
14 A-5,24-cturmactaguenon  [24R,S]-24-etun-A-5,24-xonectaqueH- 1,08 1,08
3B-on
15 A-T7-cTUrMacTeHON [24R,S]-24-eTun-A7,24-xonecragueH- 1,12 1,12
3B-on
16 A-7-aBeHacTepou [24Z]-24-eTununen-A-7-xonecren-3f- 1,16 1,16
oI
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®@urypa 1

T'azosea xpomamozpama na cmeponogama @Gpaxyus HA HePAPUHUPAHO MACTUHOBO MACIO
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®@urypa 2

T'azoea xpomamozpama na cmeponogama @pakyus Ha pa@QuHupaHo MAaciunogo Macio
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IIPUJIOJKEHUE VI

ONPEJEJSIHE HA CBABPXXAHUETO HA EPUTPOJHUOJ U YBAOJI

5.2.

5.2.1.

5.2.2.

5.23.

5.2.4.

BBBEJAEHUE

Eputpoanonst (4ecto moapazdupaH KaTo TNIMKOIMTE EPUTPOIMON H
yBaoJ B3eTH 3aelHO) € CbCTaBKa Ha HeocamyHsemaTa (pakuus,
XapakTepHa 3a HJIKOM THIIOBE MAacTHM BemiecTBa. Hammpa ce B
3HAYNTEITHO BHUCOKM KOHIIGHTPALMH B E€KCTPAXHPAHOTO C PA3TBOPUTENN
MacjIMHOBO Macjio M B JAPYr'H Macna, TaKHBa KaTo IIPECOBAHOTO
MacJIMHOBO Macll0 M MacllOTO OT CeMEHaTa Ha TPO3/eTO, KOUTO CBIIO
TO ChABPKAT, Taka Y€ HErOBOTO HAJIMYHE MOXKE Jla MOKa3Ba HATHMYHETO
Ha EKCTPaXUpaHO C Pa3TBOPUTENN MACIMHOBO MAacJIo.

OBXBAT

MetoabT ommucBa nponeaypa 3a OTKpUBAHE Ha CSpUTPOAUOT B MACTHH
BCIICCTBA.

[IPUHIUIT HA METOJIA

MacTHOTO BEIIECTBO CE€ OCamyHsBa C €TaHOJOB pAa3TBOP Ha KalueB
xuapokeua. Cnen ToBa HeocamyHsiemara (pakiusi ce eKkcTpaxupa c
JUETHIIOB €Tep M Ce MpedYrcTBa 4Ype3 IIacHpaHe BBPXY KOJIOHA OT
JMaTyMUHHEB TPUOKCHUI.

Creq TOBa HEOCANyHSEMHTE BEIIECTBA €€ MOIaraT Ha THHKOCIOHHA
xpomarorpadus BBPXY IUIAKH CBC CHIIMKAaresd, [OKAaTO HBHUIIUTE,
CBOTBETCTBAIlM Ha CTEPOJIOBATA W EPUTPOIMONOBATAa (paKIMs, ce
paszmenar. CTeponuTe M EpUTPOAMONBT, BB3CTAHOBEHH OT IUIaKaTa, Ce
npeoOpasyBaT B TPHMETHICWIHI €TEPH M CMECTa Ce aHalIM3Hupa 4pe3
ra3oBa xpomatorpadusi.

Pe3ynrarsT ce u3pas3sBa KaTo NPOLEHTHOTO ChAbPXKAHUE HA EPUTPOAUOI
B CMECTa OT EPUTPOIUON H CTEPOIIH.

AITAPATYPA

Amnapatypata, OnHcaHa B IpuiIoxkeHue V (onpenessHe Ha ChIbPKAHUETO
Ha CTEpOJIH).

PEAKTHBH

PeakTuBUTe, ONMUCAHU B NPUIOKEHHE V (ONPEAeIsSHE HA ChIBPIKAHUETO
Ha CTEpOJIH).

Crannapren pa3rBop Ha epurpoauon — 0,5 % pasrBop B xsnopodopm.
X0/ HA OIIMTA

IloaroToBka Ha HeocamyHsieMHTe BellecTBa

Kakro e omucano B maparpad 5.1.2. ot npunoxenue V.

OTtaensine Ha €pUTPOIHOJIA U CTEPOJIUTE.

Bwx maparpad 5.2.1. or npunoxenue V.
Bwx maparpad 5.2.2. ot npunoxenue V.

IpurotBsine Ha 5% pa3TBOp HAa HEOCAIyHSCMHUTE BEIIECTBA B
XJIOPOGOPM.

C nomomra Ha 0,]-MWIMIMTPOBAa MHUKPOCIIPUHIIOBKA C€ HaHAcsi Ha
xpomatorpadcka miaka 0,3 ml pasrBop Ha mpuOnusurenHo 1,5 cm or
JONHUA PO Ha BB3MOXKHO Haif-ThHKA M PaBHOMEPHA HBHIA.

Ha emunus Kpaﬁ Ha IUIaKaTa C€ IIOCTaBAT HAKOJIKO MHUKPOJUTpaA OT
Pa3sTBOPUTE Ha XOJIECTEPOJ U €PpUTPOAMOJI, 3a J1a CIIYKaT 3a CpaBHCHHC.

Ilnakara ce mocTaBsi B Kamepara 3a NPOMHUBAHE, MOATOTBEHA, KAKTO €
ynomenaro B 5.2.1. Oxonnara temmeparypa TpsioBa m1a e okomo 20 °C.
Kamepara ce 3arBaps BemHara ¢ Kamaka M Ce OCTaBs 3a OTMHBAHE,
J0KaTto (POHTBHT HA PA3TBOPHUTENS HE JOCTHIHE NMpuONM3uTenaHo 1 cm
oT ropHus pbO Ha rulakara. [lmakara ce W3Bakaa OT Kamepara 3a
MPOMHBAHE, 8 Pa3TBOPUTEIST CE M3MapsBa MO TOpeIl Bb3IyLIeH MOTOK.
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5.2.5.

5.2.6.

5.3.

5.4.

IInakata ce OmpPBCKBA JIEKO M PAaBHOMEPHO C alIKOXOIHHSA Pa3TBOp Ha
2,7-nuxnopoduryopecuus.  Koraro mmakata ce HaOmogaBa  IOA
yATPaBHOJETOBA CBETIMHA, UBUIUTEC HA CTEPOIa M E€PUTPOAMOIA MOTaT
Ja ce MO3HAAT IO TOBA, Y€ Ca Ha €IHO PaBHUIIE C Ta3H Ha CTAaHAApTa.
Mapkupa ce ¢ TOUKH TOYHO IO BBHIIHHUA PO Ha (IyopecleHIHATa.

C rmomomTa Ha MeTajHa MIAaTyJda Ce M3CTbPrBa CHIHMKAarelbT B
MapKupaHuTe 4YacTd. MarepuanpT OT Iuakara ce moctaBs B 50 ml
konba. JlobGaesar ce 15 ml ropemr xiopodopm, paskiaiia ce nodpe u
ce ¢uutpupa mpe3 ¢(yHHS ¢ JUCK OT HUIM(POBAHO CTHKIO, Taka 4e
CHJIKArelsT Ja ce HpeHece BbPXY (uiarbpa. OUITPaThT ce u3mapssa
1o obem ot 4 mo 5 ml, mpenacs ce B kanuOpoBana 10 ml enpyserka 3a
¢unTpupane ¢ KOHHYHO IHHO, M3CYIIaBa CE Ype3 JICKO HArpsiBaHe MO[
HOTOK OT a30T U C€ MpPeTeris.

IoaroroBka Ha TPUMETHJICHJIMII eCTepUTe
Kakro e omucano B maparpad 5.3. ot npunoxenue V.
I'azoBoxpomartorpadcku ananms

Kaxro e onmcano B maparpad 5.4. Ha ropeonucaHus MeTOA. YCIOBHATA
3a paboTa Ha ra3o0BUAT XpoMaTorpad npH aHauu3a TpsOBa Ja ca TakHBa,
Yye Ja Ce U3BBPIIM CTEpOoNOBUAT aHanmu3 u ga ce oraensat TMCE or
€pUTPONONA U yBaoja.

Crnien kaTo mpobarta ¢ Guia HHXKEKTHpaHa, 3alHCBAHETO CE MPOIBIDKAaBa
JIOKAaTO HAJINYHHTE CTEPOIIH, CPUTPOAMOIBT M YBAONBT OBIAT OTMHUTH.
Cren ToBa ce MACHTH(UUMPAT MUKOBETE (BpEMEHATa 3a 3aIbpiKaHe Ha
epUTPOIMONA U yBAOJa, OTHECEHH KBM [-CHTOCTEpOJa, Ca CHOTBETHO
okono 1,45 u 1,55) u ce uzumcnsBaT aMLAaTa KakTO MPU CTEPOJIHUTE.

N3PA3ABAHE HA PE3YJITATUTE

Epurpoauon % AT A x 100
Al + A2 + ZACTepOHPl
KBJETO:
Ay = JIMLETO Ha [IMKa 3a epuTpoauona, M6 ———  «;
A, = JIMIETO Ha NHKa 3a yBaonma, PM6 — «;
YAcreporu = COOPBT ~OT IMUATa HA THMKOBETE HA  CTEPOIMTE

M6 ——————— <

PesynrarsT ce u3passiBa 10 eaHa Ludpa CIeA ACCEeTHYHATA 3aleTasl.
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VY M21
1IPUJIO’KEHUE VII

OIIPEAEJIAHE HA INPOOEHTHOTO CbAbPKAHUE HA
2-I'"IMOEPUJI MOHOIMAJIMUTAT

1. NPEAMET U COEPA HA TPUJIOXKEHUE

To3u MeTOJ ONMCBA AaHAJMTHYHATA MpPOLEAypa 3a ONpEAeNsHE Ha
MPOLEHTHOTO ChAbPKAHUE HA MAJIMUTHHOBA KHMCEJIHWHA B MO3MIMA 2 Ha
TPUTJIMLEPHINTE TIOCPEACTBOM AHAIN3a HA 2-TJIMIEPUI MOHOIIAJIMHTAT.

MeToxsT € HPHIOKHM 33 TEYHM pAcTUTENIHU Macla IpU CraifHa
temnepatypa (20 °C).
2. TTPUHIINTT

CJ'ICZ[ ToATrOoTOBKAaTa M MacleHata npo6a ce mojylara Ha BB3IACHCTBHETO
Ha TIIaHKpe€aThu4dHa JdIasa: 4YacTU4YHa XUAPOJIu3a, cneun(bnwa 3a
no3uuuu 1 u 3 Ha MOJIEKYJIaTa Ha TpUIUHepuaa, BOAU N0 [osBaTa Ha
MOHOINNIMIEPUAN B I[O3ULIUSL 2. HpOHCHTHOTO CbAbPKAHUC Ha 2-
TIIMIEPWI MOHOIIAJIMUTAT B MOHOINIMLEpHUAHATA (bpaKI_H/ISI Cce omnpenels,
CJICA CuWiIniialus, IocpeACTBOM KallWIsgspHa ra3oBa XpOMaTOFpa(iJHH.

3. ATIAPATYPA U JIABOPATOPHO OBOPYJIBAHE

3.1. EpnenmaiiepoBa xonba ot 25 ml.
3.2 Bexeposu uamu ot 100, 250 u 300 ml.

3.3. CTbKIICHA KOJIOHKA 3a Xpomarorpadus, ¢ BbTpeIIeH JuameTsp 21—23
mm, abpkuHa 400 mm, o6opyaBaHa ¢ JUCK C MOPECTO ABHO U KpaHUe.

3.4. I'panyupanu enpyserku ot 10, 50, 100 u 200 ml.

3.5. Konbu ¢ Bmectumoct 100 u 250 ml.
3.6. Poraunonen usnapuren.
3.7. IentpodyxHu enpyBeTKH C KOHHUYHO JBHO, ¢ BMmectumocT 10 ml, ¢

nuMdoBaHa 3armymmanika.
3.8. Lenrpodyra 3a enpyserku ot 10 m 100 ml.

3.9. Tepmocrat, KOTO MO3BOJISIBA MOANBPKAHE HA NOCTOSHHA TEMIIEpaTypa
ot 40 °C £ 0,5 °C.

3.10. KamubpoBanu muneru ot 1 u 2 ml

3.11. Xwunomepmuuna cnpuHioBka ot 1 ml.

3.12.  Mukpocnpunuoska ot 100 pl.

3.13.  ®ynus ot 1 000 ml.

3.14. Ta3zoB xpomarorpad 3a KalIIpHH KOJOHKH, 000OpYyIBaH CbC CHCTEMA 3a
CTYJEHO MHJKEKTHpaHe ,,on column®, 3a AUPEKTHO BKapBaHEe Ha mpobaTa
B KOJOHKaTa M C Iell, KOATO € B ChCTOSHHE Ja IOJIbpiKa XelaHaTa

Temmeparypa ¢ TouHoct g0 1 °C.

3.15. HMHxekTop 3a CTYACHO IMyCKaHe ,,on column® 3a JUPEKTHO BKapBaHEe Ha
npobaTa B KOJOHKATa.

3.16. IInaMbuHO-HOHU3ALMOHEH NETEKTOP U €JIEKTPOMETBP.

3.17. 3amnmcBamny MHTErpatop, aganTUPaH KbM eJIEKTPOMETHpa, C BpeMe Ha
OTroBOp TOA | CeKyHIa M HPOMEHINBA CKOPOCT Ha IOJaBaHE Ha
XapTHATa.

3.18. KammmsipHa KOJIOHKA OT CTBKJIO WJIM KBapl, ¢ ObJDKHHA 8—12 metpa, ¢
BpTpemieH auamersp ot 0,25 mo 0,32 mm, ¢ m[OKpuUTHE OT
METHJITOIUCHIOKCAH WM (eHWIT METWIIONUCHIOKCaH 5 %, ¢ nebenuHa
0,10—0,30 um, kosTO MOKe na ce m3noxn3sa mpu 370 °C.
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4.2.

4.3.

4.4.

4.5.

4.6.

4.7.

4.8.

4.9.

4.10.

4.11.

4.12.

4.13.

4.14.

4.15.

4.16.

5.1
5.1.1.

MuxkpocnpuHioBka ¢ BMectuMocT 10 pl, cHabeHa che 3aKajieHa Wria, ¢
MUHHMalHa [JBJDKHHA 7,5 cm, 3a IUPEKTHO WHXEKTHPAHE BBPXY
KOJIOHKATA.

PEAKTUBU

Cunukaren ¢ rpadyliomerpudeH cberaB Mexay 0,063 u 0,200 mm
(70/280 mesh), mpuroTBeH MO CIEIHUS HAYWH: MMOCTABETE CHIIMKATENA
B TIOpPIIETAHOBA Karcyna, uacymere B menl npu 160 °C B mpoabnkeHne
Ha 4 yJaca, cJIeZl KOeTO OCTaBeTe Ja Ce OXJIaJHu Ha CTaiiHa TeMmIleparypa B
excukarop. JlobGaBere obOeM Boda, paBeH Ha 5% OT TerJIOTO Ha
CHJIMKareja, KaTto HpOleAupare IO CICIHUS HauMH: B eplieHMaiiepoBa
komba or 500 ml mperermere 152 g cummkaren u gobaBete 8 g
JeCTWJIMpaHa BOJA, 3amyIleTe ¢ Tana W pas3KiaTeTe BHUMATEIHO JIO
paBHOMEpHO pasmpezensHe Ha Boxara. OcraBeTe Ja NMPECTOM MHHHMYM
12 gaca mpenu ynorpeba.

n-xekcaH (3a xpomarorpadus).
M3onpomnanon.
Bonen pa3TBop Ha H30MpONaHON, B 00EMHO choTHOIIeHHe 1/1.

IMTankpeaTnyHa ymnasa. V3nonsBaHara jumnasa TpsiOBa Ja MMa aKTHBHOCT
mexnay 2,0 m 10 nunasHum eaununm/mg. (B TeproBckara Mpexa ce
IpeiaraT MaHKpPeaTH4HY JIMIA31 ¢ aKTHBHOCT Mexny 2 u 10 eanHuUIM
Ha MMJIMTPaM €H3HM.)

Bydepen pastBop: 1 M BogeH pa3TBOp HAa  TPUCXUAPOKCH-
MeTHJIaMHHOMETaH, JoBeneH 10 pH 8 (mposepsiBa ce ¢ MOTEHIMOMETHD),
ype3 no0aBsiHE Ha KOHIEHTpHUpaHa cosiHa kucenuna (1/1 v/v).

HaTtpueB xomatr ¢ eH3suMHO KadectBO — BomeH pasteop 0,1 %
(pa3TBOpBT TpsIOBa Ja ce WM3MON3Ba [0 15 IHM Cllell MPUTOTBSHETO MY).

Kanuumes xnopun, BogeH paszrsop 22 %.

Jluetunos erep 3a xpomatorpadus.

IIposiBsiBamy pa3TBOpHTEN: CMeC n-Xekcan/muerwiaoB erep (87/13) (v/v).
HatpueB xunpookuc, pa3trBop 12 TErjioBHH HpOLEHTA.

Pa3tBop B erminoB ankoxon Ha 1 % deHondranens.

T"a3 HOcHTEN: BOMOPOX WM XEIHH, 3a ra30Ba XpoMarorpadus.

CriomaratenHy ra3oBse: BOAOpoJ, MUHHUMYM 99 %, cBOOO/eH OT Biara u
OpraHMYHU TPUMECH, U BB3MYyX, 3a razoBa XxpomaTtorpadus, cbC chlara
YHCTOTA.

PeakTB 3a CcuiaHM3aLMA: CMeC HHMPUAUH(XCKCAMETHJIIHCHIIA3aH)
tpumerunxiopocunan  9/3/1  (v/v/v). (B TeproBckara wMmpexka ce
npeiaraT roToBW 3a ymotpeba pa3TBopH. Morar na ce M3MON3BAT
JIpYrM  peakTHBM 32  CHIWIAUMS  KaTo  OMC-TPHMETHJICHIIMI
tpudiayopaneramun + 1 % TPUMETHIXIIOPOCHIIAH, Pa3peleH ChC ChIIUS
obem Ge3BOIEH THPUINH.)

CpaBHUTENIHM NpPOOM: YUCTM  MOHOITIMUEPUIM WIM CMECH OT
MOHOIIMLIEPUAN C U3BECTEH CbCTAaB HAa MPOLEHTHOTO ChIbpKaHUE,
no00eH Ha TO3M Ha IpobaTa.

IMPOLEAYPA
IoaroroBka Ha mpodara

Macnoto cbc CBOOOJHA KHCEIMHHOCT mOA 3 % He ce Hyxmae oOT
HEeyTpaau3alis Mpead Xpomarorpadusra BbBPXY KOJIOHKaTa ChC
cuinukareld. MacioTo c¢bc cBOOOJHA KHCETMHHOCT Han 3 % TpsOBa na
ce MOUIOKK Ha HEyTpaju3amus, KaKTo € omucaHo B Touka 5.1.1.1.
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5.1.1.1. BB ¢ynusita ¢ BMectumoct 1 000 ml (3.13) naneiire 50 g macio u 200
ml n-xekcan. Jlo6aBere 100 ml u3onponaHona U TakoBa KOJIMYECTBO OT
pas3TBoOpa Ha HaTpHeBHs Xuapookuc 12 % (4.11), koero chOTBETCTBA Ha
cBOOOIHATa KMCEIMHHOCT HAa MacjoTo IUIoC 1006aBka oT 5 %. Pasknatete
E€HepruyHO B MpOOb/UKeHHe Ha eaHa wuHyTa. Jlob6asere 100 ml
JeCTIINpaHa BoJa, pa30bpKaiiTe OTHOBO M OCTaBETE B MOKOM.

Crepl JeKaHTHPAHETO OTCTpaHeTe AOJHHA ciloi oT camyHH. OTcTpaHeTe
CBEHTYAIHHTE MEKIMHHU cloeBe (KIeif M Hepa3TBODHMH BEIIECTBA).
IpomuiiTe XEKCAaHOBHSA pa3TBOp OT HEYTpaIM3UpaHAaTa KHCENIHHA C
noclieoBaTeaHu 1031 ot no 50—60 ml oT pa3TBOpa H30MpPONaHOI/BOAA
1/1 (v/v) (44) no w34ye3BaHe Ha PO30BOTO OLBETSABaHE Ha
(henondranenna.

OTcTpaHeTe Mo-rojiiMara 4acT OT XeKCaHa 4pe3 JEeCTHIIALMS 110l BAKyyM
(u3non3BaliTe HANpPUMEP POTALMOHEH H3IIApHUTEN) M IPEXBBpPIICTE
MacioTo B koiba ot 100 ml (3.5). U3cymere MacioTo moj BakyyM a0
MBJIHOTO OTCTPaHsIBaHE Ha Pa3TBOPHTEIIS.

B kpas Ha Ta3u onepanusi KUCEIMHHOCTTAa Ha MAcioTo TpsbBa na Obje
mox 0,5 %.

5.1.2. TlocraBere 1,0 g Macno, MPUrOTBEHO IO TOPEHNOCOYECHHS HA4YUH, B
epieHmaiiepoBa konba ot 25 ml (3.1) u pasrBopere B 10 ml nposiBsiBaia
cmec (4.10). OcraBere pa3TBOpa Ja MpPECTOM B IPOABIDKEHHE Ha
MHHEUMYM 15 MHHYTH mpexd XxpoMarorpadusra BbpXY KOJIOHKa ChC
CHITHKAreJ.

AKO pa3TBOPBT € MbTEH, ro ILEHTpodyrupaiire, 3a [Ja rapaHtupare
ONTHMAJIHM ycioBHA 3a Xpomartorpadusi. (Morar na ce wu3moi3Bar
roToBH 3a ymotpeda marponu cunukarea SPE or 500 mg.)

5.1.3.  Ioozomoska na xpomamozpagckama KolOHKA

Cunere B kosonkara (3.3) okono 30 ml ot nposiBsBamus pasrsop (4.10),
[ocTaBeTe Mapye MaMyk B JIOJIHATA YacT Ha KOJOHKATa C IOMOIITAa Ha
CTBHKJICHA MPBYHI[A; HATHCHETE, 33 J]a OTCTPAHUTE BB3/yXa.

B OexepoBa uama npurorBere cycrneHsus ot 25 g cummkaren (4.1) B
okosio 80 ml mposiBsiBall pa3TBOp M S CHUIIETE B KOJIOHKAara C IOMOIITA
Ha QyHHs.

IIpoBepere namu ILSUIOTO KOJIMYECTBO CHJIMKAarea € IOCTBIMIO B
KOJIOHKaTa; MNpOMHiiTe ¢ mposBsBamms pastBop (4.10), orBopete
KpPaH4YeTO U OCTaBETE HMBOTO HA TEYHOCTTA Jia CTUTHE JI0O OKOJO 2 mm
HaJl TOPHOTO HUBO HA CHJIMKareJia.

5.1.4.  Xpomamoepaghusi évpxy xonouka

B epnenmaiiepoBa konba or 25 ml (3.1) mperernere towno 1,0 g ot
npobara, MPUTOTBEHA 10 OIMMCaHMS B TOuka 5.1 HauumH.

PastBopere mpoGata B 10 ml mnposesBaun; pasrBop (4.10). Cunere
pa3TBOpa, MPUTOTBEH MO yKa3aHuUsTa B Touka 5.1.3, B Xpomarorpadckara
KOJIOHKA. 1130sirBaiiTe JBM)KCHHETO HA MOBBPXHOCTTA HAa KOJIOHKATA.

OTBOpeTe KPaHYeTO M OCTAaBEeTe pa3TBOpa Ha mpodaTa Ja u3rede, JOKATO
JIOCTHTHE HUBOTO Ha cuiukarenma. IIpossere che 150 ml mposssiBain
pa3tBop. Perynupaiite nebuta Ha 2 ml/min (taka uwe 150 ml na
M3TEKaT B KOJIOHKaTa 3a okoyso 60—70 MuHYTH).

Cnbepere enyara B NpEABAPUTEIHO IpETErieHa Koyuda ¢ BMECTHMOCT
250 ml. U3napere pa3TBOpHTENs MOJ BaKyyM M OTCTPAHETE MOCIEIHHTE
ClIequ OT HEero IoJ a30TeH MOTOK.

[peternere konbara U U3YKCIETE CHOPAHUS EKCTPAKT.
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(B cmywait we wm3mom3Bare roToBH 3a ymorpeba SPE matporm ot
CHJIMKarej, NpoleAupaiTe Mo cleJHus HauuH: nocrasere 1 ml pasrBop
(5.1.2) B npenBapurenHO MpUroTBeHNUTE ¢ 3 ml n-XeKcaH NMaTPOHH.)

Crien1 mepKoJanust Ha pa3rBopa mposisere ¢ 4 ml n-XxeKcaH/THETHIIOB eTep
9/1 (v/v).

CwOepere enyata B enpyBerka oT 10 ml u ro nmoayoxere Ha M3MapeHne
O] a30TEH MOTOK 10 M3CHXBAaHE.

HOJIJ'IO)KeTe CyxXus OCTaThK Ha B’b3)1€i/’lCTBI/le Ha MaHKpeaTHu4yHa
munasa (5.2). OT OCHOBHO 3Hau€HUE € Ja MPOBEPUTE ChABPIKAHUETO Ha
MAaCTHU KHCEJIMHH HPeAd M clie] npeMuHaBaHeTo BbpXy SPE marpowna).

5.2. XH}IPOHI/Bﬁ ¢ MaHKpeaTu4Ha Jibnasa

5.2.1. B uenrpodyxua emnpyserka mperersiere 0,1 g Macino, mpuUroTBeHO
cermacHo Touka 5.1. Jlob6asere 2 ml Oydepen pasrBop (4.6), 0,5 ml
pastBop Ha HarpueB xoiar (4.7) u 0,2 ml pastBop Ha Kamues
XJIOpH[, KaTo paskiamare no0pe ciiex Besko jmobaesiHe. 3aTBopeTe
enpyBeTKaTa ¢ nuiMoBaHaTa 3alylIalka M s IIOCTaBeTe B TEPMOCTaTa
npu 40 + 0,5 °C.

5.2.2. [lob6asere 20 mg numasa, pa3kiaTeTe crapaTenHo (KaTo BHUMaBaTte Ja He
HAMOKpUTE 3alylIajKkaTa) M IOCTaBeTe eNpyBeTKara B TepMOCTaTa 3a
TOYHO 2 MHHYTH, CJ€A KOETO 5 W3BaleTe, pasKiareTe EeHeprH4HO B
NPOABIDKEHHE TOYHO Ha | MHHYTa M OCTaBEeTE Ja €& OXJIaJH.

5.23. Jlo6aBere 1 ml amerwnoB erep, 3amylieTe € TamaTa U pasKiarere
CHEPrHYHO, CJEJ KOETO LEHTPO(yrupaiiTe U NpPEXBBPIETE ETECPOBHS
Pa3TBOp B 4YKHCTA U CyXa CHPYBETKA C IOMOIITAa Ha MHKPOCIPHHIIOBKA.

5.3. MoaroroBka Ha CHIIAHWM3MPAHMTE [EPHBATH H Ha ra30BaTa
xpomartorpagus

5.3.1. C momormura Ha MukpocnpunioBka nocraBere 100 pl pasreop (5.2.3) B
ernpyBeTKa ¢ KOHWYHO JbHO OT 10 ml.

5.3.2. OrcrpaHere pa3TBOpHTENsi 1OJA ciad a30oTeH NOTOK, jpobaeere 200 pl
peaktuB 3a cwianuzauus (4.15), 3anymiere empyBeTkata M OCTaBeTe JAa
npecton 20 MHUHYTH.

5.3.3. Cnen 20 munytu nobasere oT 1 g0 5 ml n-xekcaH (B 3aBUCHMOCT OT
XpomaTorpad)CKUTe YCIOBHs): MOJYYCHHSAT Pa3TBOP € IOTOB 3a ra3oBa
Xpomartorpadus.

5.4. I'azoBa xpomartorpadus

VcnoBusta Ha paboTa ca CIIeIHHTE:

— TemmepaTypa Ha HWHXeKTopa (HHXEKTop ,on column®): mox
TeMIepaTypara Ha KureHe Ha pasrtBopureins (68 °C);

— TemmnepaTypa Ha jierektopa: 350 °C;

— TeMIepaTypa Ha KOJIOHKara: HpOrpaMHpaHe Ha TeMIleparypara Ha
nemra: 60 °C B npoxbmkeHue Ha 1 MuHyTa, yBenuuasaiiku ¢ 15 °C
na MuHyTa 10 180 °C, cnen ToBa ¢ 5 °C Ha munyTa 10 340 °C, nocie ce
noaabpxa Temneparypa or 340 °C B mpoibinkeHue Ha 13 MUHYTH;

— ra3 HOCHTEN: BOMOPOA WM XCJWil, HACTPOCH Ha aJeKBaTHATa
NHWHEHA CKOpPOCT C OrJIell TOCTHTaHe Ha pas3leluTelIHaTa
CIoCOGHOCT, OTpaseHa BB (urypa 1. Bpemero Ha 3amppxaHe Ha
tpurnuuepuy Cs, Tpsi6Ba na 6nae 40 + 5 munyta (Bux ¢urypa 2)
(YcmoBusita Ha paboTa, MMOCOYCHH IO-TOpE, CE IaBaT C yKas3aTelHa
men. Beeku omeparop cienBa a TH ONTHMH3Mpa IO TOCTHIaHE Ha
KellaHaTa pasJeliuTeNnHa CHocoOHOCT. BucoumHata Ha mHKa,
CHOTBETCTBAIl HA 2-TJIMLEPU MOHONAIMUTAT, TpsiOBa Ja HMa
MHHHMaJIHA BeJIMYMHA, paBHa Ha 10 % OT ckanara Ha 3alUCBAILIOTO
YCTPOKCTBO.);
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— KOJHMYECTBO WHXekThupaHo BemectBo: 0,5—1 pl ot pasreopa (5 ml)
n-xekcas (5.3.3).

5.4.1. Hoemmugpuyupane na nuxoeeme

WnentuduimpaneTo Ha UHAWBUIYaIHUTE MOHOIVIMLIEPUIH C€ M3BBPIIBA
B CHOTBETCTBUE C IIOJYyYEHHTE BpPEeMEHa Ha 3aJbpXaHe M B CpPaBHEHHE
CbC CTaHJAPTHUTE CMECH MOHOIIMLEPUAN, AHAIU3HPAHU IIPU CHILIUTE
yCJIOBHSL.

5.4.2. Konuuecmeena npeyenxa

Jluero Ha BCEKM NHK CE W3YMCIsABA C TIOMOILITa Ha €JIEKTPOHEH
HUHTErpaTop.

6. N3PA3ABAHE HA PE3YJITATUTE

ITpo1eHTHOTO CBHIBPKAHME HA TIIMLEPHI MOHOIAIMHMTAT CE H3YMCIISABA
OT CHOTHOLICHHETO MEXJy JIMIETO Ha CBbOTBETHHMS HHMK M cOopa oOT
NHMIATa HA MHKOBETE HAa BCHYKU MOHOTJHMIEpHau (Bmx ¢urypa 2) mo

tdhopmymnara:
Ax
Tnurepun MoHomanmurat (%) : SA x 100,
KBJIETO:
A, = JHMIETO Ha NHKA, COTBETCTBALL HA TIIMLEPHI MOHOMAIMHTAT;

YA = cOOpBT OT JHMIATA HA BCHYKM ITMKOBE Ha MOHOINIMLIEPHIMTE.
PesynraTeT ce naBa ¢ TOYHOCT IO €HA JIECETA.
7. ITPOTOKOJI OT AHAJIM3A
IIpoTokonbT OT aHanM3a cjeABa Ja I0CoYBa:
— II030BaBaHETO HA TO3H METOI,

— BCsika WH(pOpManus, He0OXOoAUMa 3a MBJIHOTO HACHTU(HIMpPAHE Ha
npobara,

— pe3yiarara OT aHallu3a,

— BCSKO OTKJIOHEHHE OT TO3M METOZ, OWIO TO 1O peIIeHHe Ha
3aMHTEPECOBAHUTE CTPAHU WM 110 Apyra MpUYnHAa,

— WICHTH(UKALMOHHUTE JaHHHM Ha J1abopaTopHsiTa, JaTaTa Ha aHajau3a
U TOJIHKCA HA OTTOBOPHUTE JIMLA TI0 HErOBOTO HMPOBEXKJAHE.
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Queypa 1

XpoMaTorpaMa Ha NMPOAYKTHTE OT PeaKIMATA HA CHJIAHU3AIMNSA, MOJTYyYeHH 4pe3 NeiiCTBHETO
Ha JIMNIa3aTa BbpPXY pauHUpaHO MAaCIMHOBO Macjio, KbM Kkoero e aodaseHo 20 %

ecrepuduunupano maciao (100 %)
100 10.384 12.266 21.649 23.310

- Huile d’olive raffinée
+ 20% huile estérifiée 17.89 "
1-2 monopalmitine
Acides gras libres
Squalene
1-2 mono C18 insat.
%
10.218
12,525 1-2 monopalmitoléine 17 525 22.203
Z
8.889
9551 11.103 22,618
VI R S
0 ; T 7 - - T r T T T - T T T v : r T T - T - - Scan
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400

Jlezenoa: ,acides gras libres* = cBoboxnn Mactau kucenun; ,,Huile d’olive raffinée + 20 % huile
estérifiée” = padunupano macnuHoBo Macio + 20 % ecrepuduiumpano macio; ,,1-2 monopalmi-
toléine® = 1-2 MOHOmaNIMHUTONEHUH; ,,1-2 mono Cg insat. = 1-2 mono C;g HeHacuTeHy; ,,squalene”
= CKyaJleH
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Queypa 2

Xpomarorpama Ha:

A) HeecTepu(UIHPAHO MACIMHOBO MAcJo0, CJIe/ JUNAa3a; cJiel CHIAHN3ANMS; B Te3H YCI0BHS
(kanuispHa KoJoHka 8—12 m) nmapadunoBara pakuusi ce eayHpa eIHOBPEMEHHO C
JUTIAIEPUIHATA (ppaKkuus WM MajJIKo cjel ToBa.

Cien iuna3a ChAbP:KAHNETO HA TPUTJIHIEPHIH He OU cjeABaao Aa HaaBumasa 15 %.
*%k
* ALL.
L 2 l I i T ol
t gt —
3 4
1 2

1 | 1 1 1 | 1 | |
5 10 15 20 25 30 35 40 45

Jlezcenoa:

1 = CB00OIHM MacCTHHM KHCEIWHU

2 = MoHornuuepuIu

3 = Juriuuepuan

4 = Tpurnuuepuau

* = 2-MOHONAJIMHTHH

** = Tpurmuuepua Csy
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Xpomarorpama Ha:

B) ecrepudunmpano maciio ciel Junasa; cjiel CHJIAHM3ANUSA; B Te3W YCJI0BHA (KanuJaspHa
KojloHka 8—12 m), mnapadpuHoBata dpakuus ce eJIyHpa eIHOBPEMEHHO ¢
JUTIULepUIHaTa (GpaKkuusa Wid MaaKo cjel TOBa.

Cren aunasa chAbP:KAHNETO HA TPUIJUIEPHIN He OM cJeaBajo Ja HaaBumasa 15 %.

*
*k
J| [1 A A J X :
' - [] 3 4

1 1 1 1 I 1 1 I I

10 15 20 25 30 35 40 45
Jlezenoa:

—_
Il

CBOOOJIHM MAaCTHM KHCEIUHU

2 = Monormunepuau
3 = Jlurmauepuan
4 = Tpurnmuuepuau
* = 2-MOHONAJIMUTHH

= Tpurmuuepun Csy
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8. BEJIEXKKU
benexcka 1. TIPUTOTBAHE HA JIMITA3ATA

B ThbproBcKaTta Mpexa ce Ipeaiarart JiMnasu CbC
33/I0BOJIUTEIHA JIMIIA3Ha AaKTUBHOCT. BB3MOXHO € U Ja
GLI[aT TIPUT'OTBEHU na6opaTopHo o CJICAHUA HA4YWH:

Oxmagere mo 0 °C 5 kg mpeceH CBHHCKH ITaHKpeac.
Ot1cTpaHeTe OKOJHUTE TBbpPJAa Ma3HHHA U CheJUHHUTETHA
ThKaH M pasgpobere g00pe B HOXKOBa MEJHHLA [0
MoJTyyaBaHe Ha TJiajKa KpemooOpasHa cmec. Pa30Obpkaiite B
npoxgbokeHne Ha 4 go 6 waca ¢ 2,5 nmTpa 0e3BopeH
aleToH, ciex Koero leHTpodyrupaiite. Excrpaxupaiite
yTa#ikaTa OIle TPU ITTH CbC CBHIIOTO KOJUYECTBO OE3BOJCH
alleTOH, CJIEeJ TOBA JiBa IIbTU ChC CMEC OT PABHHU YaCTH allETOH
W JMETHIOB €Tep M JIBa IBTHU C JUETHIIOB eTep.

I/IscymeTe OCTaTbKa I10J] BaKyyM 3a 48 vaca 1o TI0JIy4aBaHETO
Ha yCTOI\/'I'-II/IB Ipax, KOUTO TpSI6Ba JAa C¢€ CbXpaHsBa B
XJIaJUJIHUK U Ha CyXO.

beneacka 2. TIPOBEPSIBAHE HA AKTHBHOCTTA HA JIMITIA3ATA
IIpuroTeere emyncHs OT MAacIMHOBO MAcilo, KaKTO CIIE/Ba:

Pa30bpkaiite B cMecuteln B npoAbibkeHue Ha 10 MUHYTH cMec
or 165 ml or pa3rBop Ha rymu apabuka mpu 100 g/l, 15 g
HartpoumreH e ¥ 20 ml npeaBapUTENHO HEyTPalIU3HPaHO
MAaCIMHOBO Maco.

Curiete mocieoBaTeTHO B OexepoBa damia ¢ BMecTUMOcT 50
ml 10 ml or ta3u emyncus, a ciaeq toa 0,3 ml pastBop Ha
HatpueB xonat npu 0,2 g/ml u 20 ml gecrunupana Bona.

ITocraBere OexepoBara uama B TEpMOCTaT, HAacCTpoeH Ha 37
°C; moromere enekTpoauTe Ha pH Merbpa M crnMpanHaTa
ObpKaka.

[pubasere, kamka 1o Karka, ¢ IOMOLITa Ha Oropera, pa3TBOp
Ha HatpueB xunpookuc (0,1 N), moxato pH mocrurue 8,3.

JlobaBete eauH oOeM BojgHa cycreH3usi Ha numnaseH mpax (0,1
g/ml nunaza). Bemnara mom pH merspsT mokaxe pH 8.3,
BKJIIOYETE XPOHOMETbpPa M H00aBeTe pa3TBOpa Ha HATPHUEBUS
XHMIPOOKHUC, Kallka IO Kallka, Taka 4e Ja ce moambpxka pH or
8,3. Otunraiire Bcsika MUHyTa 00eMa Ha KOHCYMHPaHUsI pa3TBOP.

Hanecere naHHuTe B KOOpAMHATHA CHCTEMa, YMATO abcluca
CBOTBETCTBA HA BPEMETO, a OpAUHATATA M — HA MIJIMIUTPUTE
ankaneH pasrBop (0,1 N), HyXHH 3a NOATBPKAHETO Ha
nocrosHHO pH. Tpsabsa na ce momyun nuneiina rpaduxa.

AKTHUBHOCTTa Ha Jirasarta, u3SMEpEHa B JIMIIAa3HU CI[I/IHI/ILII/I/IIlg,
C€ nU34YucCIsBa 110 Cli€aHaTa (bopMyna:

V x N x 100
A= -7 "7
m

KBJIETO:

A — ¢ aKTHBHOCTTA B JIMNA3HU CIUHHUIH/ME;

V — u3nom3BaHusAT 00€M Ha pa3TBOp HAa  HATpHEB
xugpooknc — 0,1 N 3a MuHyTa, B MWIWIATPU
(u3umcneH mo rpadukara);

N — HOpMaJHOCTTa Ha pa3TBOpa HAa HATPHEB XHUIPOOKUC;

m — Macara B mg Ha ONMTHATA JIMIAas3a.

Enuunna nunaza ce geduHHpa KaTO KOJHMYECTBOTO CH3HM,
KoeTo otnens 10 MUKpOeKBHBaJeHTa KHCEIWHA B MUHYTA.

VY M20
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IIPUJIO’KEHUE IX

CIIEKTPO®OTOMETPUYHO U3CJIEABAHE B YJITPABHUOJIETOBUS
CIIEKTBP

IIPEAUCJIOBUE

CnekTpo(OTOMETPUYHOTO H3CIIEBAHE B YJATPABHOJETOBHS CIIEKTBP MOXKE Ja
OCHrypH HMHGOpMaIMs 3a KauecTBOTO Ha JaJieHa Ma3HMHA, ChCTOSHUETO M Ha
3aa3eHoCT M MPOMEHUTE, HACTBIMIA B HEsl IPH TEXHOJOTMYHHUTE MPOLECH.

AOGcopbuusaTa Ha BBIHHTE C JABIDKMHA, YIIOMEHaTa B METOJa, € BCICACTBHE Ha
KOHIOTMPaHHM CHUCTEMH OT JMEHHM M TpueHH. Te3nm abcopOuum ca M3pa3eHu KaTo
cnenuduany exctunkun B! %) (exctnHkmATa Ha 1 % pa3TBOp HAa MasHMHATA
B YINOMEHATUsl pa3TBoOpuTeN, Npu JebenuHa Ha ciuos 1 cm), OOMKHOBEHO
obo3HauaBaHu karo K (HapuuaH orue ,,KOe()MIMEHT Ha €KCTHUHKIMA ).

1. OBXBAT

MertonbT onucBa Ipoleaypara 3a M3BbPIIBaHE Ha CIEKTPO(GOTOMETPUYHO
u3cieBaHe Ha MACIMHOBO MAacllo B yITPaBHOJETOBUS CIIEKTBP.

2. TIPMHIUIT HA METOJA

Bwnpocrata Ma3HMHa ce pas3TBaps B HYXKHHSA DPa3TBOPUTEN M CIeJ TOBa
eKCTUHKIMATA Ha pa3TBOpa Ce OMpejelst MPH ONpelIeNieHH IBIKWHH Ha
BBJHATa Cpelly 4YucTHi paszrBoputed. CrnenupuyHUTE EKCTUHKLHUU Cce
U3YHUCISABAT OT CHEKTPO(OTOMETPUYHHUTE MOKA3aHHS.

3. OBOPYIBAHE

3.1. CnexkTtpooTOMETHp 3a W3MEpBaHE HAa EKCTHUHKLUATA B YJITPABHOJECTOBHUS
criekTsp Mexay 220 u 360 nm, ¢ BE3MOXKHOCT 32 OTUHTAHE HAa OTAEIHHTE
HAHOMETPHYHU EIMHUIIU.

3.2. IlpaBOBrbIHM KBapIOBM KIOBETH C Kala4ykW, MMall{d ONTHYHA JIBJDKUHA |
cm. Koraro ce W3NBIHAT C BoJa WJIM JpYyr HOAXOASAII pPa3TBOPUTEIN,
KIOBETHTE HE TpsiOBa Ja IOKa3BaT MOMEXAY CH Pa3JIUKH IO-TOJIEMH OT
0,01 eKCTMHKIHMOHHU €IWHHUIIM.

3.3. 25-MHIMIUTPOBU TpajlyupaHu KoyoOu.

3.4. Xpomarorpagcka Koiba, YMATO TOpHa 4acT € ¢ AbbknHa 270 MM n
nuaMeTsp 35 MM, a JoJHaTa M 4acT € ¢ AbmkuHa 270 MM M auameTsp
npubauzuTentHo 10 mMm.

4. PEAKTUBU

4.1. U3ookran (2,2,4-TpUMETIIINEHTaH), TPEYNCTCH 3a CHEKTPOPOTOMETPUUCH
a”anu3. Cpelly necTHIMpaHa Boja TOH TpsOBa Ja MMa HPOIYCKIUBOCT OT
He 1mo-Manko oT 60 % mpu AbDKMHA Ha BBIHATA 220 nm U HE MO-Malko OT
95 % — mpu 250 nm wuam

— IMKJIOXEKCaH, IPEYHUCTeH 3a CHEeKTPOQOTOMETPUYEH aHAIU3: Cperly
JeCTUIIMpaHaTa BoJa TOW TpsOBa Ja MMa MPOMYCKIMBOCT HE MO-MaJKO
ot 40 % npu 220 nm u He mo-manko ot 95 % — mpu 250 nm.

4.2. OcHOBEH JMATyMHHHEB TPHOKCHI 32 KOJIOHKOBA Xpomarorpadus,
IIPUTOTBEH M W3MUTaH, KAKTO € OMMCAHO B IpHIOXKeHHe .

4.3. n-xekcas, 3a xpomarorpadus.
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5.2

5.3.

5.4.

XOJ1 HA OIHTA

BrnpocHara npoba TpsibBa 1a € HambIHO XOMOTEHHa U 0Oe3 EBEHTYallHH
npuMecd. Macnia, KOMTO ca B TEYHO CBhCTOSIHHE IIPH CTaiiHa TeMmepaTypa,
crnenBa Aa ce QUATpUpAT Hpe3 XapTus NpU TemIleparypa MNpUOIU3UTETHO
30 °C, TBBpAMTEC Ma3HMHH CE€ XOMOTCHH3UpAT W ce QUITPUPAT IIpH
TemrnepaTypa ot He nosede oT 10 °C HaJ ToykaTa Ha TOIEHE.

H3mepBar ce npenusHo npubimusutento 0,25 g oT Taka MoAroTBeHara mpooda
B 25-MUIMJIMTpPOBaTa TIpajfyupaHa Kojba, J0iuMBa Ce OT OINpelelIeHHs
pasTBOpHUTEN 10 pe3kaTa M ce Xomorenusupa. IlomydeHusT pas3TBOp
TpsA0Ba J1a € HabJIHO OMCTBP. AKO MMa HAIMYHOCT Ha ONAJIECLEHIMs HIH
MBTHOCT, OBp30 ce (HUITpUpa Ipe3 XapTusL.

HanbnBa ce kioBeTa ¢ TOJy4eHUs] Pa3TBOP M Ce U3MEPBa EKCTHHKIHMATA TPH
HOAXO/AIIA JAbJDKMHA Ha BhJIHaTa Mexay 232 u 276 nm, KaTo ce W3MOJI3BA
pa3TBOpHTEIIST KaTO CTAaHIApT.

3anucaHUTe CTOMHOCTH HA eKCTHHKIHUsATA TpsOBa aa ca B pamkute ot 0,1 1o
0,8. Ako He ca, W3MepBaHHUATA TpsAOBa Ja ce MOBTOPST, KAaTo CIIOpend
HY)XZaTa Ce M3II0J3BAT MO-KOHLUEHTPUPAHU WM IMO-CIadU pa3TBOPH.

Koraro ce m3HCKBa ONpeneNITHETO Ha chenu(pUYHAaTa EKCTHHKIMSA Ja ce
U3BBPIIBA CJIEJ TaCHpaHe BbPXY JUATyMHHHEB TPUOKCHUJ, CE IOCTHIIBA IO
ciennust HauuH. [Ipurotsst ce cycmensust oT 30 g OCHOBEH JMAayMHHUCB
TPUOKCHJI B XEKCAaH M ce IIoCTaBsi B XpomaTorpagckara koionka. Ciex
yTasBaHETO Ha aJcopOeHTa WINMIIHMUAT XEKCaH Ce M3To4YBa [0
npuOIM3NTENIHO | cm HaJx rOpHHS Kpail Ha JUATyMHUHHUEBHS TPUOKCHI.

PastBapsit ce 10 g or Ma3HMHATA, XOMOTCHU3MpaHa U HUATPUPAHA, KAKTO €
ormucano B 5.1., B 100 ml xekcaHn u pa3TBOPHT Ce H3IUBA B KOJOHKATA.
OtMmuBKara ce cbOMpa, a Pa3TBOPHUTENAT C€ M3MapsBa IO BaKyyM IIpU
Temneparypa mox 25 °C.

C nonydeHaTa 10 TO3M HAyMH Ma3HUMHA BEJHAra ce IIOCTbIIBA, KaKTO €
yKa3zaHo B 5.2.

W3PA3SBAHE HA PE3VIJITATUTE

3ammcBaT ce CHENU(UYHNTE EKCTUHKINH (KOC(HUIMEHTH Ha EKCTHHKIIHSA)
IIPY Pa3IMYHUTE JB/DKMHU Ha BBJIHATA, M3YHMCIICHO IO CIICAHUS HAYWH:

K}» - E}\ )
c X s
KbACTO!:
Kk = CHeHI/Iq)I/I'-IHaTa CKCTUHKIHUA TIpU OBbJDKWHA Ha BbJIHATa 7\.,
E)L = CKCTUHKLHUATA, UBMEPEHA NIPHU AbJDKMHA Ha BbJIHATa }\,,

c = KOHIIEHTpauus Ha pa3rBopa, B g/100 ml;
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6.2.

s = nebenuHa Ha KIOBETATa, B CIM.
Pesynratute ce m3paszsBatr 10 ABe HU(PU CIeA AECETHYHATA 3ameTas.

CnekTpo(OTOMETPUUHHUSAT aHAIU3 HA MACIMHOBOTO MAclO B ChOTBETCTBUE C
opunmannus Meroj Ha perinameHture Ha EMO ykasBa ompenensHeTo Ha
crieuMuyHaTa EKCTUHKIMS B pa3TBOP HA M300KTaH NPH JbDKMHA Ha
BbJHATa OT 232 n 270 nm u gerepmunanTata K, kosiTo e nmpencraBeHa upes:

AK = KM_W’

kpaero K,, e crmemm¢puuHarta eKCTHHKIMS NpH IbDKMHA Ha BBIHATA m,
IBJDKMHATA Ha BBJIHATA 32 MakcuMaiHa abcopOrms okono 270 nm.
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JOITbJIHEHUE 1

Hpuzomg}me Ha ()uaﬂyMuHuesuﬂ mpuoxcu() u usnumeane Ha Hecoeama

Al.l.

aKmueHocm

HpI/IFOTBHHC Ha NUAJTYMUHHUEBUSA TPUOKCHUNI

ITocraBs ce IMamMyMHUHHEBHST TPUOKCH, KOWTO € OWJI NMpeIBapUTEIHO
m3cymen B mem mpu 380 mo 400 °C, 3a Tpu Yaca B XEPMETUIHO
3aTBOPEH KOHTEiHep, 100aBs ce JeCTHIMpaHa BOJa B CHOTHOLICHHE 5
ml 3a 100 g auanyMHHHEB TPUOKCHI, BEAHAra CE 3aTBaps KOHTEHHEPHT,
paskiaia ce HenpeKbCHATO, ClIe]] KOETO Ce OCTaBs Jia MPECcTOH moHe 12
yaca mpead ymorpeda.

IIpoBepka Ha AaKTHBHOCTTAa Ha JHAJIYMHHUEBUSI
TPUOKCH I

IMoxrotrss ce xpomarorpadceka konoHka ¢ 30 g JUaTyMUHHEB TPHOKCHUI.
Karo ce pabotn, xakTo e ommcaHo B maparpad 5.4., ce macupa cmec,
CBHCTOSIIA Ce OT:

— 5% cTyAeHO mpecoBaHO MACIMHOBO Maciio, MMAIo creuuduyHa
exctuaKus moue 0,18 mpu 268 nm,

— 5% Macno oT MIEHM SIKH, TPEeTHPaHO C NPBCT B Ipoleca Ha
padunupane, uMamo crnenuUYHA EKCTUHKLMSA He Io-Manka oT 4
npu 268 nm

TIpE€3 KOJIOHKarTa.

Axo cnen macupaHe IIpe3 KOJIOHKaTa cMecTa HMma crenuduyHa
ekcTHHKIMA oT moBeue oT 0,11 mpu 268 nm, aUaTyMHHUEBUST
TPHUOKCHUJI Ce JIOMyCKa 3a paboTa, ako HE € — HHMBOTO Ha JAEXHApaTanus
TpsiOBa J1a Ce YBEIHYH.
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A2.

A2.1.

A22.

JOITBJIHEHUE 11

Kanubpupane na cnexmpoghomomemuvpa

OO0opyzaBaHeTo TpsiOBa Ja ce HpOBepsiBa Ha INEpUOAM (IIOHE Ha BCEKH
[IECT Mecel[d) KakTo 3a OTrOBOP KbM Jb/DKMHATA HA BbJIHATA, TaKa U
3a TOYHOCTTa Ha OTTOBOP.

I[T).]'I)KI/IHaTa Ha BBJIHATa MOXE Oa CE€ NPOBEPHU IIPHU H3IIOJI3BAHETO Ha
JKHBa4Ha JlaMIla WK C IIOMOINTa Ha IIOAXOIAIIH (1)I/IJIT]JI/I.

C ormen Ha TpoBepkaTa Ha OTroBopa Ha (OTOKIeTKara H
q)OTOyMHO)Kl/ITeJ'lﬂ CE MNOCTBIIBA IO CJCAHHUA HA4YUH: MNPETEriAT C€
0,2000 g umMcT KaaMeB XpoMar 3a CIEKTPO(GoTOMETpHs U ce pa3TBaps B
0,05 N pastBop Ha kamueB xuapokcua B 1 000 ml rpagyupana xonda
KaTo ce JojMBa /0 pe3kara. Biemar ce TouHo 25 ml oT momydeHus
pa3tBop, npenacst ce B 500 ml rpagyupana xonba U ce paspexiaar a0
pe3KaTa KaTo ce M3MOJI3Ba CHUIMAT Pa3TBOP HA KAJMEB XHIPOKCHIL.

W3mepBa ce SKCTHHKIUSITA HA Taka MOJMyYeHHs pa3TBop mpu 275 nm,
KaTo Ce M3IO0JI3Ba pa3TBOP HA KAIMEB XHUAPOKCHI KaTro CTaHAApT.
M3mepenaTa eKCTHHKLMS NPU M3IO0JN3BaHETO Ha | cm KioBera TpsiOBa
na e 0,200 £ 0,005.
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IIPUJIOJKEHUE X A

I'A30BOXPOMATOI'PA®CKHU AHAJIU3 HA METUJIOBUTE ECTEPU

2.2.

2.2.1.

222.

2.3.

3.1

HA MACTHUTE KUCEJHWHHU
OBXBAT

Tosu wMmerox [naBa oOOImM HACOKM 3a IPUJIAraHETO Ha ra3oBa
xpomaTorpadus, Karo ce U3MOJ3BAaT 3aMbJIHEHH WIM KaIlWIAPHU
KOJIOHKM 32 OIpEAEIsSHE Ha KAuyeCTBEHHS M KOJMYECCTBEH CHCTaB Ha
CMECTa OT METHJIOBM €CTEPH HA MACTHHUTEC KHCEJIMHHU, IOJYy4eHH B
CBHOTBETCTBHE C METO/a, yKa3aH B mpuioxenue X b.

MeroasT HE € TMPUIIOKUM 3a TOJTUMEPU3UPAHU MACTHU KHCCJIMHU.

PEAKTUBU
I'a3 Hocuren

Wnepren ra3 (a30T, Xenwid, aprod, BOAOPOI U T.H.), IMIATEIHO MOJCYIICH
¥ C KHCIIOPOAHO ChIbpkaHue He mo-maiko ot 10 mg/kg.

benesicka 1: BomoponbT, KOHTO ce U3MON3Ba CaMO C KaNWISIPHU
KOJIOHKH, MOXE Jla YIBOM CKOPOCTTa Ha aHajim3a, HO €
omaceH. JIoCTBITHK ca CpPe/CTBa 3a OE30MaCHOCT.

CniomMaraTe/iIHU ra3oBe

Bonopox (uuctora > 99,9 %), cBOOOJEH OT OpraHUYHU MPUMECH.

B’B3I[yX WJIA KUCJI0POU, CBOGOI[CH OT OpraHu4yHU MPUMECH.

Pedepenten crangapt

CMec OT METHIIOBH €CTCpU Ha XUMHUYCCKH YUCTH MACTHHU KHCCIIMHU WU
METHUJIOBUTE €CTEPU Ha Ma3HHHA C HU3BCCTCH CHCTAaB, 3a MNPEANOYUTAHC
M0-0JTU3BK J0 TO3W Ha MACTHOTO BELIECTBO, KOCETO IIE€ CE€ aHaJIu3upa.

T]I)S[6Ba Jla C€ B3€MaT MEPKHU 3a MPEAOTBPATABAHC HA OKCUIUPAHETO Ha
IIOJMHCHACUTCHUTEC MAaCTHU KHUCCIIUMHU.

AITAPATYPA

JlajeHnTe MHCTPYKIMM C€ OTHACAT A0 OOHMKHOBEHOTO OOOpyZABaHE,
M3I0JI3BaHO 3a Ta3oBa Xpomarorpadus, BKIIOYBAIIO 3aIbIHCHH H/HIN
KallMIApHU KOJOHKM U JETeKTOp 3a IUlaMbyHa HoHm3aius. Bceku
arapar, IOKa3Ball e(eKTUBHOCTTA W pa3JeNuTeNHaTa CIOCOOHOCT,
ykazanu B 4.1.2., e moaxomsm.

TI'azoB xpomartorpad

I'azoBusT XpomaTorpad ce ChCTOM OT CIEHHTE EJIEMEHTH.

CucreMa 3a MHXEKTUpaAHE

M3nonsBa ce cucreMa 3a WHXXCKTUPAHE WUIIU:

a) ChC 3albJIHM KOJIOHKH, HMAalld BB3MOXHO HAi-MalKOTO MBPTBO
MPOCTPAaHCTBO (B TO3M Ciydail CHCTeMaTa 3a WHXKCKTHpaHe TpsiOBa
a MOke Jia ce HarpsiBa go temmeparypa ¢ 20 mo 50 °C mo-Bucoka
OT Ta3W Ha KOJIOHKAaTa); WIIH

0) ¢ KamwIIpHM KOJOHKH, KaTo B TO3M CIy4ail cucremara 3a
HIDKEKTHpaHe Ja € CIeLHalHO IPOSKTUpaHa 3a U3IMOJ3BaHe ¢
TakMBa KOJOHKU. TS MOXE Jla OT pa3jeNIUTe]IeH THII MM MOXeE Ja
€ OT Tuma 0e3 pas3JessHe Ha KOJIOHKOBHS HHIKEKTOP.
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3.1.3.
3.1.3.1.

3.1.3.2.

3.1.3.3.

3.1.4.
3.1.4.1.

beneocra 2: HpI/I OTCHCTBHETO HAa MACTHHU KHUCEJIMHHU C MO-MajKo OT 16
BBIJICPOAHH aToMa, MOXKE [a C€ H3I0J3Ba HHKXECKTOp C
IIOABHXKHA HIJIa.

ITemx

IMemmra TpsiOBa 1a € B ChbCTOSHUE HA HArpsiBa KOJIOHKATa JI0 TeMIIepaTypa
ot noHe 260 °C u ;ga mojabpiKa JKejJaHaTa TemIeparypa ¢ TOYHOCT A0
1 °C 3a 3ambiHeHa kosioHKa M ¢ TouHocT 1o 0,1 °C 3a kanmuispHa
kojoHka. [locmeqHOTO U3HMCKBaHE € O0COOEHO BaXHO, KOrato ce
U3I10J13Ba eNpyBETKa OT KBapll.

W3moi3BaHeTo Ha MPOTrpaMHpPaHO  TEMIIEPaTypHO HarpsBaHe ce
IpenopbuBa BbB BCHUYKU CiIydyal U B YaCTHOCT 3a MAaCTHHU KHCCJIIUHU C
[0-MaJKO OT 16 BBIVIEPOJHH aTroma.

3anblHEHAa KOJOHKA

KornoHka, u3rpageHa oT MaTepHal, KOHTO € MHepPTeH MO OTHOIICHHE Ha
BEIIECTBaTa, KOWTO IIe Ce aHAIM3UpaT (T.e. CTHKIO WIHM HEpbXKIacMma
CTOMaHa), MMallla CJICIHATE Pa3MEepH:

a) mpiokuHa: 1 10 3 m. Koraro uma Hanmuue Ha IBbJITOBEPHIKHU MACTHH
kucenuHu (Hag C,g), crieiBa Ja ce HU3MOJI3Ba OTHOCHTENHO KbCa
konoHka. Koraro ce aHamu3upar KuceauHu ¢ 4 10 6 BBIVIEPOIHU
aToMma, ce MperopbyuBa [a Ce M3MOJ3Ba KOJOHKA C ABIDKAHA 2 m.

0) BBTpelIeH auaMeTsp: 2 10 4 mm.

benescka 3: Korato uMma Hajauyue Ha IOJMHEHACUTEHH CHCTAaBKH C
1oBe4e OT TPHU JABOWHM BpB3KM, TE€ MoOrar Jga ce
pasrpagaT ¢ KOJOHKAa OT HEpPBKIaeMa CTOMaHa.

beneacxa 4: Moxe na ce H3NOJA3Ba CHUCTEMa C JABOWMHU 3aIlbIIHECHU
KOJIOHKH.

H’LJ’IHC)K, CBCTOALI CE OT CICAHUTC CIICMCHTH:

a) abcopbenm: IPOMHUTA C KHCEIMHA U CHIAHU3HpaHa HH(Y30pHA IPBCT
WM IpYT HOAXOJSII HHEPTeH aOCOpOSHT ¢ TECHU Pa3iIMKH B pa3Mepa
Ha yacturnure (25 pum pasnuka B YacTHIWTE B TpaHHUUTE OT 125 1o
200 pm), KaTo CPEeAHUAT pa3Mep Ha YaCTHIUTE C€ ONpEeneis OT
BBTPEIIHUS THaMEThp U AB/DKMHATA HA KOJIOHKATA;

0) HenoosudicHa pasa: MONSAPHA TEYHOCT OT MOJNUECTEpeH Tul (Harmp.
JMETUIICHIINKOJIOB ~ CYKLMHAT,  OYTaHIMOJOB  MOJHCYKIMHAT,
CTUJICHTTIMKOJIOB TMOJMAJMNAT M T.H.), [MAHOCHJIMKOHM WM JApyra
TEYHOCT, 103BOJISIBALIA H3UCKBaHOTO xpomaTorpad)cko
(bpakiuonupane (Bk kiay3a 4). Henmomemxknara ¢aza TpsOBa na
Bp3mM3a Ha 5 mo 20% (m/m) or meaHexa. 3a  ompeneneHH
(GpaKkUMOHUpaHUsS MOXKE Ja Ce M3M0JI3Ba HEMOJSIPHA HEMOABMKHA
¢asza.

Konaunmonupane Ha KoJIOHKarta

JlokaTo KOJIOHKaTa He € CBbp3aHa C JETEKTOpa, ako TOBA € BB3MOXKHO,
MOCTENEHHO ce HarpsaBa memrTa g0 185 °C m ce mpomycka NMOTOK OT
MHEpPTEH Ta3 Ipe3 NpsICHO NPUrOTBEHaTa KOJOHKA ¢ aedutr or 20 1o
60 ml/min 3a moHe 16 yaca mpu Ta3u TeMmmeparypa M 3a omie 2 yaca
npu 195 °C.

KannnﬂpHa KOJOHKaA

Tpb0a, U3roTBEeHa OT MaTepHall, MHEPTEH KbM BEIIECTBATa, KOUTO IIE Ce
aHanm3upar (OOMKHOBEHO OT CTBKJIO MIM KBapl). BbTpemHust
quaMeThp TpsioBa ma e mexay 0,2 u 0,8 mm. BerpemHara moBbpxHOCT
crefBa na ce 00paboTH MO MOAXOMAAIl HAa4YWH (HAMp. MOATOTOBKA Ha
MOBBPXHOCTTA, MHAKTHBALMS), NPEIM Jla Ce 3allbIHU C MOKPUTUETO OT
HeNoJBWXHATa (aza. B moBeuero ciyuam e HOCTaThuHA IBDKHHA OT 25
mm.
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3.1.4.2.

3.143.

3.2.

3.3.

3.4.

Henonsmwkna ¢a3a, 0OOMKHOBEHO OT THIIA TOJHTIUKON (MOJH(ETHICH
rmkon) 20 000), monmectep (OyTaHAWONOB MONUCYKIMHAT) WM
MOJSIPEH  MOJUCUIIOKCAH  (UuaHocwiukonu). Ilogxomsamm ca
CBBp3aHUTE (HAIPEYHOCBBP3aHU) KOJIOHKH.

Benexcka 5: ChlliecTByBa PUCK MOJISIPHUTE TOJIMCHIOKCAHU 1a Ch3JaJaT
TPYAHOCTH TPH pa3lOo3HABaHETO M (PAaKIHOHHPAHETO Ha
JIMHOJICHOBaTa KucenuHa U C,y KUCEeIMHUTE.

[okputrero TpsbBa na e ThHKO, T.e. 0,1 g0 0,2 pm.

CriobsBane u KOHAUIIUOHHUPAHE Ha KOJIOHKaTa

CnasBaT ce HOpPMAalHUTE MEpKH 3a 0€30IacHOCT NHpH Criao0sBaHe Ha
KallIAPHUTE KOJOHKHM, T.e. IOJPEKJAHETO HAa KOJOHKAaTa B MeIITa
(amcopbenr), u300p M criuoOsBaHe Ha CBPB3KUTE (IUIBTHOCT 3a
HEIONyCKaHe Ha M3THYaHe), MOCTaBsSHE Ha KpaullaTa Ha KOJOHKATa B
MH)KEKTOpa M JETeKTopa (HamansBaHEe HAa MBPTBHTE IIPOCTPAHCTBA).
TlocraBs ce KoyloHKaTa TMOJA MOTOK OT ra3 Hocuten (Hamp. 0,3 bar (30
kPa) 3a xonoHka ¢ awpkuHA 25 mm u BbTpemieH auamersp 0,3 mm).

KosnoHkata ce KOHAMIMOHMpA 4Ype3 MpOrpaMHpaHe Ha TIemra 3a
MOBWIIABAHE HAa TeMmeparypara oOT okomHara ¢ 3 °C/min 1o
temneparypa ¢ 10 °C mo-HHUCKa OT TpaHHUIATa 3a pa3rpaxKaaHe Ha
HeronBmwkHaTa Qaza. [Tognbpxka ce TemnepaTypara Ha IemITa 3a €IuH
4ac 0 cTabuin3upaHe Ha OcHOBHaTa nuHus. [lormkasa ce 1o 180 °C 3a
paboTa mpu U30TEPMAIHH yCIOBUSL.

Benexcka 6: HpC,IlBapI/ITCJ'IHO KOHAUIMOHUPAHU TII0 MNOAXOAAIl Ha4YWH
KOJIOHKH C€ IpeajiaraT B ThbproBCKaTa MpExKa.

JleTekTop, 3a MpeamoYHTaHe TaKbB, KOWTO Ja MOXE Ja Ce HAarpsBea a0
TeMIepaTypa I0-BUCOKA OT Ta3H Ha KOJOHKATa.

CnpuHIIOBKA

CrpuHIIOBKaTa TpssOBa Aa MMa MakcuManHa BmectuMocT 10 pl u ma e
rpagyupana Ha genenust ot 0,1 pl

3anucBamo ycTpoicTBO

AKO 1me ce Wu3MOoJi3Ba KpHBaTa OT 3alHCBallOTO YCTPOMCTBO 3a
HM3YMCIIABAaHE HA CbhCTaBa HA aHAJIM3UpaHaTa CMeC, C€ H3HCKBA
€JIEKTPOHHO 3allMCBAII0 YCTPOMCTBO € BUCOKA MPELHU3HOCT, ChbBMECTHMO
C W3MON3BaHUS amapar. 3alucBamOTO YCTPOMCTBO TpsiOBa aa uMa
CIISJHUTE XapaKTePUCTHKU:

a) koepHIMEeHT Ha OTroBop mnox 1,5 sec 3a mpeamounrane 1 sec
(koe(pHLHEHTHT Ha OTrOBOP € BPEMETO, HEOOXOAMMO Ha IHcela Ha
3aMMCBaIOTO YCTpOUCTBO mAa mpemuHe or 0 mo 90 % cmex
BHE3aIMHOTO BbBEXJaHe Ha curHan oT 100 %;

0) wMpHMHA Ha XapTHATa MHHUMYM 20 cm;

B) CKOPOCT Ha MOJaBaHE HA XapTUATA, KOATO MOXKE Ja Ce€ HACTpoiiBa
mexay 0,4 u 2,5, cm/min.

Hnrerparop

C momomira Ha eJIeKTPOHEH MHTErpaTop MOTraT Ja Ce MW3BBPLIBAT Obp3u
W TOYHHM W34HcieHus. Hacrosmmsar TpsOBa Ja JaBa JHHEEH OTTOBOD C
aZleKBaTHA YyBCTBHTEIHOCT, a KOPEKOHsATAa Ha W3MECTBAHETO Ha
OCHOBHATa JIMHHS TPsOBa 1a € 3aJ0BOJIMTEIHA.
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4, XOJ1 HA OIHUTA

Jletinocture, onucanu ot 4.1. 10 4.3., c€ OTHACAT 10 M3MOJ3BAHETO Ha
JIETEKTOp C UIaMbYHA HOHM3ALHS.

Karo ajITepHaThBa MOXE Jla C€ MU3IO0JI3Ba TIa30B XpOMaTOFpa(b,
U3M0J3Ball KaTapoMETpU4€H JACTCKTOP (paGOTCI]_[ Ha IpUHNWIIA Ha
IIpoMsiHa B TOIUIMHHATa HpOBOZ[I/IMOCT). VcnoBusita 3a pa60Ta Torasa
C€ U3MCHAT, KaKTO € OIIMCAaHO B KJjlay3a 6.

4.1. YcaoBusi Ha onuTa
4.1.1. HM360p Ha onTHMalHH YCJIOBHUs Ha paboTa

4.1.1.1. 3ambIHEHa KOJIOHKA

Ilpn u3bopa Ha ycnoBuATa Ha paboTa TpsOBa a ce B3eMaT NPEIBUI
CIIEHUTE TPOMEHIUBH BEIUYHHH:

a) IBJDKUHATA M JUAMEeThpa Ha KOJIOHKATA;

0) ecTeCTBOTO M KOJMYECTBOTO HA HEMOJBIDKHATA (aza;
B) TemIleparypara Ha KOJOHKATa;

I) IOTOKAa Ha ra3a HOCHTE;

J1) M3HMCKBaHATa pa3JelIUTENIHA CIIOCOOHOCT;

€) pazMepa Ha dYacTTa OT mnpoOara, M30paH O TaKbB HAa4yMH, Y€
CBBP3BAaHETO Ha JIETEKTOpa U €JEeKTPOMEeTbpa Ja JaBa JIMHEEH
OTIOBOp;

’K) BPEMETPAeHETO Ha aHaJIn3a.

Haii-o6mio croiiHocTuTe, npeacraBeHy B Tabumna 1 v tabnuna 2, BOAST
JI0 XKeJNaHuTe pe3ynrartH, T.e. noHe 2 000 TeopeTHUYHH IUIAKU 32 METBP
Ib/DKMHA Ha KOJOHKAaTa 3a METHIIOB cTeapaT U HEroBOTO OTMUBAHE B
pamKuTe Ha 15 MHHYTH.

B cnydaure, xorato amaparhbT MO3BOJISABA, MHXKEKTOPHT TpsAOBa 1a € ¢
temneparypa ot okoio 200 °C, a IeTeKTOpsT — C TemIleparypa, paBHa
WM TI0-BHCOKA OT Ta3M Ha KOJIOHKATa.

Kato mpaBmio OTHOILIEHHETO Ha JAedWTa Ha MOCTHIBALIAS KBM
JeTeKTopa 3a IUlaMb4yHa HOHHM3alMsA BOAOPOJX KbM TO3M Ha Trasa
HocHuTenl Bapupa Mexny 1:2 mo 1:1, B 3aBUCHMOCT OT AMameTbpa Ha
KoJioHKarta. [loTokbT Ha Kuciopoaa € okoino 5 mo 10 mbTH mO-ronsaM
OT TO3U HAa BOAOPOJA.

Tabauya 1
BbTpeluen uaMeTbp Ha KOJIOHKAaTa IToTok Ha rasa HOCHTEI

mm ml/min

2 15 no 25

3 20 mo 40

4 40 no 60
Tabauya 2

KoHueHTpauus Ha HerojBkHata dasa Temmeparypa Ha KOJIOHKaTa
% (m/m) °C

5 175

10 180

15 185

20 185
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4.1.1.2. KanunsipHa KOJIOHKA

CgoiicTBaTa €(pEeKTHBHOCT M MPOIYCKIMBOCT HA KAIMIIAPHATE KOJOHKH
O3HayaBaT, dYe (PAKUMOHMPAHETO HA pPA3THYHUTE CBCTABKH U
BPEMETPACHETO HA aHAIM3a B TrOJsIMa CTEICH 3aBUCAT OT aeOuTa Ha
rasa Hocurtell B KosoHkaTta. CiemoBaTesiHO OM OMIIO HEOOXOIMMO Ja ce
ONTHMH3UPAT YCIOBHATa Ha paboTa dpe3 H3MCHSHE Ha HEHWHHTE
napaMeTpH (KM MO-IIPOCTO — KbM TOIUIMHHATA 3ary0a Ha KOJIOHKaTa),
B 3aBHCHMOCT OT TOBa Jaid Ce »JKelae IMOJoOpsBaHeTO Ha
(hpakMOHNPAHETO WM M3BBPIIBAHETO HA OBP3 aHAIM3.

Omnpenensine Ha Oposi Ha TEOPETHMYHUTE IUIAKM (€EKTUBHOCT) U
paszenuresHaTa crocoOHocT (BUK ¢urypa 1).

V3BbpiiBa ce aHaaM3 Ha CMEC OT METHJIOB CTeapaT U METHJIOB Ojiear B
MPHOJN3UTENHO €IHAKBO CHOTHOUICHHE (HAPHMEP METHIIOBH €CTEpH Ha
KaKaoBOTO MAclio).

M30upa ce TakaBa TeMnepaTypa Ha KOJIOHKAara M JeOMT Ha raza HOCHUTEI,
Ye MakCHMYMBT Ha IMKa HA METWJIOBHAT cTeapar jaa Oble 3amucaH
0KOJI0 15 MHHYTH cien muKa Ha pa3TBopuTens. M3monssa ce 10cTaTbuHO
KOJIMYECTBO OT CMECTa OT METHJOBHM €CTepH, Taka 4e IHUKbT Ha
METHJIOBHSI CTeapar Ja 3aeMa OKOJO TPH YETBBPTH OT IiulaTa CKaia.

W3uncnsBa ce Opos Ha TEOPETHYHHTE IUIaKM, N (epHKacHOCT), ¢
nomorira Ha Gopmynara:

16 dry
®

n—

U pasfenuTenaHaTa crnocobHocT R, ¢ momomira Ha ¢opmynata:

2A
O + O,
KBJETO:
dry € Pa3CTOSHHUETO Ha 3aJbpXKaHE, B MUIMMETPH, OT Ha4ajJoTO Ha
XpomaTtorpaMara a0 MakKCMMyMa Ha IIMKa Ha METHJIOBHSA

creapar;

®; 1 0y cCa CbOTBETHO IIUPHUHUTE, B MUIMMETPH, HAa IIMKOBETC Ha
METWJIOBUS CTE€apaT U METUIIOBUS OJieaT, UBMEPEHU MEXKIY
TOYKUTEC Ha IIpEeCHUYaHC Ha TAHICHTUTC IIPU TOYKUTEC Ha
W3BUBAHE Ha KpuBaTa ¢ OCHOBHATa JIMHUS,

A € pa3CTOSHHMETO, B MIIMMETPH, MEXIy MaKCHMalHaTa
CTOMHOCT Ha BBpPXa HAa METHIIOBHS CTeapaT W METHIIOBHUS
oJiear;

M HMHACKCA Ha paslelHuTeNnHaTa crnocoOHocT, Ir, Karo ce H3mon3Ba
tdopmynara,

a
b
KBJETO:
a = BHCOYMHATa Ha Hai-MaJKWsi IUK, W3MEpPEHa OT OCHOBHATa
JINHYS,
b = BucounMHaTa Ha Hal-HUCKAaTa TOYKAa B JOJIMHATa MEXIy /ABaTa

CbCCAHU IIMKa, U3MEpPEHA OT OCHOBHATA JIMHUS.
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®urypa 1

Xpomamoepama 3a  onpedensine Ha Opos Ha  meopemuuHume  NIGKU
(ehexmusrnocm) u pazderumennama cnoco6Hocm

Solvent

A

Methyl
oleate

Methyl
stearate

Air

81

Start

VYcnoBusita Ha paboTa, KOMTO e ObAaT U30paHH, TPIOBa /A MO3BOJISBAT
noxe 2 000 TeopeTHUHHU IUIAKU 33 METHP OT AbJDKMHATA HA KOJIOHKATA 32
METHJIOB CTeapaT M pa3feluTe]Ha CIOCOOHOCT OT moHe 1,25.

4.2. Pa3mep Ha npobata

C momomura Ha crnpunioBkara (3.2.) ce wm3rernmar 0,1 mo 2 pl or
pa3TBOpa Ha METWJIOBHUTE €CTEPH, NPUTOTBEH CHINIACHO MPHIOKEHHE X
B, 1 ce MHXEKTHpAaT B KOJIOHKATA.

B cnyuaii, ye ectepure He ca BKJIIOYEHM B DPa3TBOP, CE HPUTOTBS
pa3TBOp B XENTaH C YUCTOTA 3a XpoMarorpadus B KOHLEHTpPALUs OT
npubmmutenno 100 mg/ml u ce wumkektupar 0,1 mo 1 ml ot
HACTOSILIUS Pa3TBOP.

AKO ce MpoBeXJa aHaIW3 3a ChCTABKHTE, HAIMYHH CaMO KaTo CJICAH,
pa3MepbT Ha mpobara Moxke na ce yBenuud (mo 10 mbTH).

4.3. AHann3

Haii-o6umio ycnoBusita Ha paboTta TpsiOBa nJa ca Te3H, OIpEeNICHH
B 4.1.1.

HeszaBucuMo OT TOBa € BB3MOXHO Ja Cce¢ pabOTH TpH IO-HHCKa
TeMIepaTypa Ha KOJIOHKaTa, KOTraTO C€ H3KMCKBA OMPEICISTHETO Ha
MaCTHU KHCEJIMHH C IO-MAJKO OT 12 BBIVIEPOAHM aTOMa, WM IPU MO-
BHCOKA TEMIIEPATypa, KOraTo Ce OMPEACIT MACTHH KHCEIMHH C MOBEYe
or 20 BwriaepoxHu aroma. [loHSKOTa € BB3MOXKHO Aa CE H3IOJ3Ba
aBTOMAaTHYHO peryjHpaHe Ha TeMIepaTrypata W B JBaTa Ciyd4as.
Hampumep ako mpobara ChIbpKa METHIOBUTE €CTEPH Ha MACTHH
KHCEIMHH C TMO-Manko OT 12 BbBIIEpoAHH aroma, mpobara ce
umxekrupa mpu 100 °C (wmm npu 50 mo 60 °C ako mMa Hamudue Ha
MaclieHa KHCEJHMHA), a TeMIleparypaTa BeJHara ce IMOBHIIABa ChC
ckopoct 4 mo 8 °C/min mo omruMyma. B ompenencHu ciydam aBeTe
MPOIIEAYPH MOTaT Jia Ce ChUeTaBar.
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4.4.

5.2.
5.2.1.

522.
5.2.2.1.

Criel IporpaMUpaHoOTO TOBHILIABAHE Ha TEMIleparypara, OTMHBAHETO Ce
MIPOABJDKABa TIPH IIOCTOSHHA TEMIlEpaTypa J0 OTMHBAaHETO Ha BCHYKH
ChCTaBKH. AKO ypeIsT He paslonara ¢ aBTOMAaTHYHO peryjipaHe Ha
TeMIepaTrypara, TOHl ce H3MoN3Ba NpU [Be (UKCHpAHM HHBA Ha
temneparyparta Mexay 100 u 195 °C.

AKo e HeoOXOZUMO, ce MPENophuBa U3BBPUIBAHE HA aHATU3 BBPXY JBE
HEHOIBIKHU (a3d ¢ pasIMYHM IOJIIPHOCTH 33 IOTBBPXKIABAHETO HA
OTCBHCTBHETO HAa MACKHMpaHH IIMKOBE, HampuMep B cly4ail ue nma
enHoBpeMeHHO Hanuuue Ha yndroBu Cig.3 U Cygq W Cig3 U Cig.p.

Msroreane Ha pedepeHTHaTa XpoMaTorpaMa M Ha pedepeHTHHTE
rpadpukn

Amnanusupa ce peepeHTHaTa cTaHIapTHa cMec (2.3.) IpH U3M0I3BaHETO
Ha CBIIUTE YCJIOBHUA Ha paboTa KaTo Te3W, U3MON3BAaHHM 3a Ipodara, U ce
H3MepBaT BPEMEHATa 3a 3a[JbprKaHe WIH Pa3CTOSHUATA Ha 3aJbp)KaHe 3a
ChCTaBHUTE MACTHU KHCENHHH. IlocTposBaT ce Ha HOIyIOrapUTMUYHA
XapTus, 3a BCAKO HHBO HAa HEHACHTCHOCT, IpaUKHUTE, IIOKA3BaIH
JOrapuThMa Ha BpEMETO Ha 3ambpxkaHe KaTo (yHKIHA Ha Opos Ha
BBIIEPOAHMUTE aroMmu. IIpum u30TepManHu yclIoBHS, rpadHKHTE 3a
MPaBOBEPIIKHUTE KHCEIMHU C €IHAKBO HMBO Ha HEHACHTEHOCT TpsAOBa
Ja ca NIpaBH JHHWE. Te3d NUHUM TpsOBa Ja ca HPHONU3UTEIHO
YCIIOpEeHH.

HeobxomuMo e na ce u30srBar yciOBHs, HMOpPaJH ChHIIECTBYBAHETO Ha
»MAaCKUpaHd MHUKOBEe", IMpPU KOHTO pa3/eiUTENIHATa CIIOCOOHOCT He
MO3BOJISIBA Pa3JeISHETO Ha JBETE ChCTaBKH.

MN3PA3SBAHE HA PE3VJITATUTE
KauecTBeH anajau3

Pa3no3naBaT ce mNHMKOBETe Ha METWIIOBHTE €CTepM 3a mnpodaTta oOT
rpadukuTe, N3rotBeHH B 4.4., ako € HEOOXOAMMO UpPEe3 MHTEPNOIALHUS.

KosmuecTBen anaams
OnpenensiHe Ha cChcTaBa

OcCBeH B M3KJIIOYATENHH CIy4Yad, Ce HM3IO0J3Ba BBTPEIIHHAT METOA 3a
HOpMaJM3amusi, T.e. MPHeMa Ce, 4€ BCHUYKH CBCTABKH Ca MPEICTABCHH
Ha XpoMaTrorpamara, Taka d4e¢ cOOpPBT OT JHMIara MOJ HKOBETE
npencrasisia 100 % ot cberaBkuTe (00O OTMHBAHE).

Axo 00OpyIBaHETO BKJIIOYBA MHTErpaTop, H3IOJ3BAT C€ [JAaHHUTE,
MOJIyYeHH OT HEero. AKO JIM He, ONpeAess Ce JIMIETO IOJi BCEKH IHK
Yype3 yMHOKaBaHE Ha BHCOYMHATa HAa IMKa [0 HEroBaTa IIMPUHA IIPU
cpejaTa Ha BHCOYMHATA, a KBAETO € HEOOXOJMMO, Ce B3eMaT IPE/IBUI
pa3IMYHKUTE HaMajsBaHWs, U3MOJI3BaHM 0 BpEME Ha 3aruca.

Metona 3a U3YUCHSABaHE

OO0 cy4ait

V3uncnsiBa ce ChABPKAHMETO HA [aJCH KOMIIOHEHT i, W3pa3eHO B
HPOLEHTH OT MacaTa Ha METHJIOBHTE CCTEPH, Ype3 OIpEeAeIsSHETO Ha
IMPOUCHTUTE, MNPEACTaBEHU OT JMLETO Ha CBOTBETHHUSA IIHK, OTHECEHO
KbM CyMara Ha JMIaTa Ha BCHYKM IHKOBE, NpPU H3MOJI3BaHE HA
crenHaTa Gopmysia:

100
SA "

KbACTO!:

Ai € JIMLETO I10[ IIHMKa, CbOTBETCTBYBAIl Ha KOMIIOHCHTa i;

YA e cymara OT JMIaTa MOJA BCHYKH IHKOBE.
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5222.

Pe3yJ’ITaT'I>T C€ HU34YHUCIIsIBa OO €IaHa un(bpa clIeq gece€TudyHara 3arcTas.

benescka 7: B To3m oO0wm ciydaii ce cudTa, Y€ pe3yATaThT OT
W3YUCIICHUETO, OCHOBAaHO HA OTHOCHUTEIHHTE JIHILA,
NpeJCTaBiIsABa IPOLEHTHO CBHOTHOIIEHHE MO Maca. 3a
cllydauTe, B KOMTO TOBAa JOIyCKaHE HE C€ MO3BOJISBA,
Bk 5.2.2.2.

W3noms3BaHe Ha (HAaKTOPH 3a KOPEKIHUS

B ONpeaCNICHU ClIydau, HAIpUMEP IIPpU HAJIMYUETO HAa MACTHHU KHUCCIMHU
C IIO-MaJIKO OT OCEM BBIJICPOJHH aTOMa WM HAa KHCCJIIMHU C BTOPUYIHHU
Irpynu, KOrato C€ Hu3noJ3BaT AETEKTOpH, OCHOBAHM Ha IPUHIWINA Ha
TOINIMHHA ITPOBOAMMOCT, WJIM KOTraTO 0COOCHO C€ WM3UCKBAa Hali-BHCOKa
CTCIICH Ha IMPEHU3HOCT, Tp}I6Ba Ja C€ M3II0JI3BaT (baKTOpI/I 3a KOpeKIUs
3a npeo6pa3yBaHeTo Ha JidliaTta Ha IMHUKOBETE B MPOICHTU OT MacaTa Ha
CbCTAaBKHUTE.

@DaxTopHuTe 32 KOPEKIHs Ce OMPEAC/SIT ¢ IIOMOLITA Ha XpoMarorpama,
MOJTyYeHa TPU aHalk3a Ha CTaHZapTHA CMEC OT METHIIOBH €CTepH ¢
M3BECTCH CHCTAB, MPOBEICH IPH YCIOBHS Ha paboTa, €IHAKBU C TE3H,
M3M0JI3BaHK 3a rpodara.

3a TasW CTaHZApTHAa CMeC, NPOLEHTHOTO CHOTHOLICHHE OT MacaTa Ha
KOMIIOHEHTa | ¢ MpEJCTaBeH OT (opMmyiara:

M 100

> m
KBJIETO:

m; € MacaTa Ha KOMIIOHEHTa iB CTaHapTHaTa CMEC,

>m e oOmusar cOop Ha MacuTe Ha pa3IUYHUTE KOMIIOHEHTH OT
CTaHAApTHATa CMecC.

Ot xpomaTorpamara Ha cTaHgapTHata cmec (4.4.), IIPOLEHTHOTO
ChOTHOLIEHUE (JIMLE/THIE) 32 KOMIIOHEHTa i CE€ M3YUCHIABA, KAaKTO
ciesBa:

\g|
>

KBIETO:
A; e IMUETO MOX NMHKAa, CHOTBETCTBYBAIL HA KOMIIOHEHTA i}
YA e cOOpbT OT JHIarTa MO BCUYKU IHKOBE.

Torasa d)aKTOpT)T 3a KOPEKIUA CE€ HU3YHUCIIABA KaTo:

X _myx YA
"TA XY m

Haii-o6mo ¢akropure 3a KOpeKLHUs ca H3pa3eHM MO OTHOLICHHE Ha
Kci6, Taka 4e OTHOCHTENHHUTE (HaKTOPH CTaBarT:

K.
K’i = -
l(CIG

3a np06aTa CbAbPKAHUETO Ha KOMIIOHCHTa i, HU3pa3sC€HO B MPOUEHTH IIO
OTHOLICHUE Ha MacaTa Ha METUIIOBUTEC €CTEpHU, €:

K’ x A,

—_——x 1
SK, <Ay <

Pesynrarure ce mpencraBsaT a0 eaHa nudpa clien JAeCeTHYHATa 3areTas.
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5.2.2.3. Uzmon3BaHe Ha BBTPEMICH CTaHAAPT

Ilpu ompenenenn aHanu3u (HampuMep, KOraro He ca OIpeeleHH
KOJIMYECTBEHO BCHYKM MACTHH KHCEJIMHHM, KAaKTO M KOrarto Hma
HaJlMYue HAa KUCEJIUHU C YeTUPH M INECT BBIVICPOJHM aToMa, Hapel C
KuceauHu ¢ 16 u 18 BBIIIEpOAHM aToMa, WK KOraTto € HeoOXOoauMo jaa
ce ompenend abCONIOTHOTO KOJIMYECTBO Ha HAKOS KUCENIHHA B JajieHa
npo6a) e HeoOXOAMMO Ja ce HM3MOoN3Ba BBTPEIleH cranaapr. Yecro ce
M3MO0JI3BAT MACTHU KHMCEIMHM C 1eT, 15 wimu 17 BbIVNIEpOAHH aToMa.
TpsibBa na ce ompeznenu (akTopbT 3a KOpEKIHs (aKo MMa TaKkbB) 3a
BBTPEIIHUS CTaHIAPT.

TIpOLEeHTHOTO CHOTHOIICHHE [0 Maca Ha KOMIIOHCHTA i, H3Pa3eHO KaTo
METUIIOBH €CTEpH, € AAACHO upe3 dopmyrara:

/
mg, X K'; X A;

———  x 100
m x K’y x A

KBJIETO:

A; e IMUeTo MoJ IUKa, ChOTBETCTBAI Ha KOMIIOHEHTA I;

A, e JIMUEeTO MOoJ IMHUKA, ChOTBETCTBAI Ha BBTPEILIHUS CTAHIApT;

K'; e ¢axToppT 3a KOpeknms 3a KOMIOHEHTa i (oTHeceH KbM K(yg);

K's e ¢akropbT 3a KOpekuus 3a BBTPELIHHS CTaHAApT (OTHECEH KbM
Kcie);

m e Macarta, B MHJIMIPaMH, Ha 4acTTa OT mpobara;
mg e Macara, B MIJIWTPaMi, Ha BBTPENIHHUS CTaHIApT.

PesynrarsT ce mpexacraBst g0 enHa uudpa ciei AeceTHYHATra 3areTas.

6. CIEIMATIEH CJIYUYAW — OIPEAEJAHE HA TPAHCU3OMEPU

Bb3MokHO e sa ce ompenenH ChABPXKAHHETO Ha TPaHCH30MEpHUTE B
MacCTHH KHCEIMHM ¢ Opoil Ha BbriepogHuTe aromu Mexay 10 u 24
ype3 pasfelsgHe Ha METUIOBUTE €CTEpH KaTo Ce  M3HOJI3BaT
razxpomaTorpad)cku KanuispHH KOJOHU CbC CHEUU(HYHA IOJSPHOCT.

6.1. KanunsipHa kosnona, u3paboTeHa OT CHIIMIMEB JHOKCHI C BBTpPCIICH
nuamersp Mexay 0,25 mm u 0,32 mm u gppkuHa 50 m, mokpurta c
[HAHOMPONUCHIMKOH, KaTo Ae0ennHaTa Ha MOKpuTHeTo ¢ Mexay 0,1 u
0,3 um (tun SP 2380, C.P. sil 88, silor 10 u nomoGHu THUTMOBE).

vM21
6.2. MertuioBuTe ecTepd Cce MPUrOTBIAT MO crocob b, ompenenen B
npunoxerane X b. MacTHuTe BemecTBa ChC CBOOOJHA KHCEITMHHOCT
Hag 3 % cieaBa Aa ce HEyTpAIM3HWPAT MPEIBAPHUTEIHO CHIIIACHO TOYKA
5.1.1 ot npunoxenune VII.

6.3. Pabornure ycnoBus 3a rasoBara xpomarorpadus KaTo ISUIO ca, KakKTo
ciesBa:

— H3MEHEHHMETO Ha TeMIlepaTrypara Ha KosoHara e mexay 150 °C wu
230 °C (nanpumep 165 °C 3a 15 MuHYTH U Cllel TOBa HapacTBaHE C
no 5 °C 3a munyta go 200 °C);

— Temmeparypa Ha umkekropa: 250 °C, ako ce W3Moa3Ba pa3AeiuTeNIHa
CHCTeMa WIN NbpPBOHAYaJHAaTa TEeMIIepaTypa Ha KOJOHATa, aKko ce
U3M0/3Ba KOJIOHHA CHUCTEMa;
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— Temreparypa Ha aerekropa: 260 °C;
— pas3xoX Ha Hocemus ra3 (xenuil u Bomopox): 1,2 ml 3a muHyTa.

VHKeKTHpaHOTO KOJIMYeCcTBO TpsiOBa na Obae TakoBa, dYe, IIpU
YCJIOBHSITA HAa H3MOJ3BaHATA YYBCTBHTEIHOCT, BHCOYMHATA HA IIHKa,
CHOTBETCTBAI] HA METHIOBHS €CTEp Ha apaxXxHIOHOBaTa KHCEJIHWHA, Ja
O0bae paBHa Ha WK mo-roisiMa oT 20 % OT OcHOBaTa Ha CKalaTa.

6.4. Wnentudukanusita Ha pa3THYHUTE METHUIIOBH €CTEPHU CE M3BBHPIIBA Bb3
OCHOBa HAa BpEMEHATa Ha 3a/Jbp)KaHe, KOMTO C€ CPaBHIBAT C TE3H Ha
CPaBHHUTEIHUTE CMecH (KAaKTO € IOKa3aHO B Todka 2.3.)

Ectepute Ha TpaHCMACTHHUTE KUCEIUHU CE€ M3BJIMYAT NPEIH ChOTBETHHUTE
mucusomepu. Ha durypa 2 e mazen npumep 3a Xxpomartorpama.

®urypa 2:

FQSXPOMamOZPLIMa Ha mpaHncuzomepume HA MACmMHA KUuceiuhda, Kamo ce
U3noa3ea KanuisipHa KOJOHA

0
18:2CC

— solvente
16 :0
3 18:1C

18:1W7C

18:2 CT

18:2 TT

16:1C

—_——
_——
———» 18:2 TC

(S l

%
L —

6.5. EdexktuBHOCTTA Ha KOJIOHATa, OMpEAEIeHa ChIIacHO Touka 4.1.2.,
TpsiOBa 1a ObJe TakaBa, 4Ye Ja II03BOJISIBA pa3leisiHE Ha HIKOH
KPUTHYHH [BOMKH, HampuMmep [BoiikaTa oOpa3yBaHa OT MacHBa OT
MUKOBETe HAa TPAHCOJCHMHOBUTE KHCEIMHU M OJICMHOBAaTAa KHCENHUHA,
tpanc Cl18:1/mmc C18:1, ¢ mHAEKC Ha pa3/eNUTENHA CIIOCOOHOCT TIO-
ToJisM OT 2.

6.6. HpOHeHT'bT Ha Pa3JIMYHUATE TPAHCMACTHU KHUCCIWHU CE HU3YUCIISIBA BB3
OCHOBa Ha BPB3KaTa MEXKIAY MOBBPXHOCTTA HA CBOTBETHUSA MUK U CymMaTta
OT IMOBBPXHOCTUTE HA BCUYKHU NMPEACTAaBEHU IMHNKOBE.

TTpOIEHTHOTO ChIbPXKAHUE, KOETO CE B3eMa MpPEABHI, €:

— tpanconennoBu kucenuuu (T 18: 1), magenn B mpuioxenue | kM
HACTOSILIMS PErIAMEHT — KaTo CyMa OT TPAaHCOJEHHOBUTE U30MEpH;

— 1mc-TpaHc u TpaHc-iuc auHojoBHTe Kucemuunu [(CT/TC) 18:2],
JaJeHH B TPWIOXKEHHEe | KbM HACTOSAIIMS pEerjiaMeHT — KaTo CyMma
OT TPAHCIHMHOJIOBHTE M30MEPH;

— TpPAHC-LMC-TPAHC, LHUC-LIUC-TPAHC, IMC-TPAHC-LUC, TPAHC-LMC-LIUC
nmuHonenosure kucennnu [(TCT + CCT + CTC + TCC) 18:3],
JaJeHH B TIPWIOKeHHe | KbM HACTOSAIIMS perjiaMeHT — KaTo Cyma
OT TPAHCIMHOJICHOBUTE M30MEPH.
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3abenexcka  8:

»M2 7. <« CIELIMAJIEH

>M2 8. <

Kato ce B3¢MaTr 110 BHHMAaHHC 0ocoOeHUTE
XapaKTCPpUCTUKH Ha TO3U METOJ, MOJIA PE3YJITaTUTE
Ja c€ paaBarT € TOYHOCT [0 BTOpHSA 3HAK Cleq
JE€CCTUYHATa 3arcTras.

CIYYAM  —  WU3IOJI3BAHE HA
KATAPOMETPUYEH JIETEKTOP (PABOTEIL] HA
IPUHLIUIIA HA TIPOMEHUTE B  TOIUIMHHATA
IIPOBOJIIMOCT)

T"a3oB xpomarorpad, U3MoI3BaNl AETEKTOP, pabOTeIl Ha IPHHIUIIA
Ha IPOMEHUTE B TOIUIMHHATA IPOBOJMMOCT (KAaTapoOMETBHp), MOXKeE
CBHIIO Jla C€ WH3IO0JI3Ba 32 ONpeleisiHE Ha KadeCTBEHUS U
KOJIMYECTBEH CBCTaB Ha CMECTa OT METWJIOBH €CTepH Ha
MacTHUTE KHCEJIMHH. AKO C€ U3IO0J3Ba TaKbB, YCIIOBHATA,
OmpeneliecHH B Kiay3a 3 W Kiay3a 4, TpsAOBa nma ce H3MEHIT,
KakTO € IMO0Ka3aHo B Tabyuna 3.

3a KONMYECTBEH aHaiM3 Ce M3MON3BaT (HaKTOPHTE 3a KOPEKIHS,
onpezneneHu B 5.2.2.2.

Tabnuya 3
IIpomennusu CroitHOCT/CBhCTOSHIE
Komnonka Hbiokuna: 2 10 4 m
Brorpemen nuamersp
AncopbeHT Pasmep Ha uacTHHHTE MeEXIy
160 n 200 pm
Konuenrparus Ha | 15 mo 25 % (m/m)

Hemno/BMKHaTa (asza

T'a3 HOocHuTEn

CrioMarateiHu ra3oBe

Temmneparypa Ha WHXEKTOpa

Temmneparypa Ha KOJOHKaTa

TToTok Ha rasa HOCHUTEN

Pa3mep Ha MH)KEKTHpaHATa 4acT
oT mpobata

Xenuit Wy, aKo HsMa,
BOAOPOA, C BB3MOXKHO Haii-
HHCKO KHCJIOPOJIHO
CBhABPKAHUE

Hsama

Ot 40 mo 60 °C Hanm Ta3u Ha
KOJIOHKATa

180 mo 200 °C

OOHKHOBEHO
80 ml/min

mexay 60 wu

OouxHoBeno mexay 0,5 u 2 pl

JIOKJIAJ] 3A OITUTA

JoxnaaeT 3a omnura TpsAOBa @ ONMMCBA METOMUTE, M3IOJI3BAaHU 3a
MPUTOTBSHETO Ha METHJIOBHUTE €CTEPH, 3a ra30BUsl XpoMaTorpadcku
aHanM3 M 3a moiydeHute pesynrtati. Chio Taka TOil TpsiOBa ma
BKJIIOYBA BCHYKH IOJPOOHOCTH OKOJO M3BBPIIBAHETO, KOMTO HE
ca YNOMEHAaTH B HacTosmus MeXayHapoAeH CTaHIapT, WK
pasriefaHd  KaTo HEe3aJbJDKUTENIHH, KakTO M MOAPOOHOCTH
OTHOCHO BCHYKM MHIIMAEHTH, KOUTO MOXeE Ja Ca MOBIHIN Ha
pesyaTaTure.

)loxnazu;r 3a omuTa TpHGBa Jla BKJIIOYBa DOdjiaTta PIHqJOpMaIII/Iﬂ,
HE00X0MMa 3a MBJIHOTO pasro3HaBaHC Ha np06aTa.
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ANNEX X B

PREPARATION OF THE FATTY ACID METHYL ESTERS FROM
OLIVE OIL AND OLIVE-POMACE OIL

The following two methods are recommended for preparing the fatty acid methyl
esters from olive oils and olive-pomace oils:

Method A: Trans-esterification with cold methanolic solution of potassium
hydroxide

Method B: Methylation by heating with sodium methylate in methanol followed
by esterification in acid medium.

Each method will be applied according to the analytical parameter to be
determined and the oil category as indicated below:

(a) determination of difference between actual and theoretical content of trig-
lycerides with ECN42 (AECN42):

— method A will be applied to samples of all the oil categories after
purification of the oil by passing it through a silica gel column;

(b) determination of the fatty acid composition:

— method A will be applied directly to samples of the following oil
categories:

— virgin olive oils with an acidity of less than 3,3 %,

— refined olive oil,

— olive oil (blend of virgin olive oils and refined olive oil),

— refined olive-pomace oil,

— olive-pomace oil (blend of virgin olive oils and refined olive-pomace oil);

— method B will be applied directly to samples of the following oil
categories:

— virgin olive oil with an acidity of more than 3,3 %,
— crude olive-pomace oil;
(c) determination of trans-isomers of fatty acids:

— method A will be applied directly to samples of the following oil
categories:

— virgin olive oils with an acidity of less than 3,3 %,

— refined olive oil,

— olive oil (blend of virgin olive oils and refined olive oil),
— refined olive-pomace oil,

— olive-pomace oil (blend of virgin olive oils and refined olive-pomace
oil);

— method A will be applied to the following categories of oils after purifi-
cation of the oil by passing it through a silica gel column:

— virgin olive oil with an acidity of more than 3,3 %,

— crude olive-pomace oil.
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PURIFICATION OF OIL SAMPLES

When necessary, the samples will be purified by passing the oil through a silica
gel column, eluting with hexane/diethyl ether (87:13, v/v) as described in [UPAC
method 2.507.

Alternatively, solid-phase extraction on silica gel phase cartridges can be used. A
silica gel cartridge (1 g, 6 ml) is placed in a vacuum elution apparatus and
washed with 6 ml of hexane. The vacuum is released to prevent the column
from becoming dry and then a solution of the oil (0,12 g approximately) in 0,5
ml of hexane is loaded into the column and vacuum is applied. The solution is
pulled down and then eluted with 10 ml of hexane/diethyl ether (87:13 v/v)
under vacuum. The combined eluates are homogenised and divided in two
similar volumes. An aliquot is evaporated to dryness in a rotary evaporator
under reduced pressure at room temperature. The pomace is dissolved in 1 ml
of heptane and the solution is ready for fatty acid analysis by GC. The second
aliquot is evaporated and the pomace is dissolved in 1 ml of acetone for trig-
lyceride analysis by HPLC, if necessary.

METHODS FOR PREPARING THE FATTY ACID METHYL ESTERS

1. Method A: Trans-esterification with cold methanolic solution of
potassium hydroxide

1.1. Purpose

This rapid method is applicable to olive oils and olive-pomace oils with
a free fatty acid content of less than 3,3 %. Free fatty acids are not
esterified by potassium hydroxide. Fatty acid ethyl esters are trans-
esterified at a lower rate than glyceridic esters and may be only
partially methylated.

1.2. Principle

Methyl esters are formed by trans-esterification with methanolic
potassium hydroxide as an intermediate stage before saponification
takes place (title 5 in ISO-5509:2000, title 5 in IUPAC method 2.301).

1.3. Reagents

Methanol containing not more than 0,5 % (m/m) water.

Heptane, chromatographic quality.

Potassium hydroxide, approximately 2 N methanolic solution: dissolve
11,2 g of potassium hydroxide in 100 ml of methanol.

1.4. Apparatus

Screw-top test tubes (5 ml volume) with cap fitted with a PTFE joint.

Graduated or automatic pipettes, 2 ml and 0,2 ml

1.5. Procedure

In a 5 ml screw-top test tube weigh approximately 0,1 g of the oil
sample. Add 2 ml of heptane, and shake. Add 0,2 ml of 2 N
methanolic potassium hydroxide solution, put on the cap fitted with a
PTFE joint, tighten the cap, and shake vigorously for 30 seconds.
Leave to stratify until the upper solution becomes clear. Decant the
upper layer containing the methyl esters. The heptane solution is
suitable for injection into the gas chromatograph. It is advisable to
keep the solution in the refrigerator until gas chromatographic
analysis. Storage of the solution for more than 12 hours is not recom-
mended.
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2. Method B: Methylation by heating with sodium methylate in
methanol followed by esterification in acid medium
2.1. Purpose
This method is applicable to olive oils and olive-pomace oils with a
free fatty acid content of more than 3,3 %.
2.2. Principle

Neutralisation of the free fatty acids and alkaline methanolysis of the

glycerides, followed by esterification of the fatty acids in acid medium

(title 4.2. in IUPAC method 2.301).

2.3. Reagents

— heptane, chromatographic quality,

— methanol containing not more than 0,05 % (m/m) water,

— sodium methylate, 0,2 N methanolic solution: dissolve 5 g of
sodium in 1000 ml of methanol (this may be prepared from
commercial solutions),

— phenolphthalein, 0,2 % methanolic solution,

— sulphuric acid, 1 N in methanolic solution: add 3 ml of 96 %
sulphuric acid to 100 ml of methanol,

— saturated solution of sodium chloride in water.

2.4. Apparatus

— 50 ml flat-bottomed volumetric flask with long, narrow, ground
neck,

— reflux condenser: air condenser (1 m long) with ground joint appro-
priate to the neck of the flask,

— boiling chips,

— glass funnel.

2.5. Procedure

Transfer about 0,25 g of the oil sample into a 50 ml ground-necked
volumetric flask. With the aid of a funnel, add 10 ml of 0,2 N sodium
methylate in methanol and the boiling chips. Fit a reflux condenser,
shake, and bring to the boil. The solution should become clear, which
usually occurs in about 10 minutes. The reaction is complete after 15
minutes. Remove the flask from the source of heat, wait until the reflux
stops, remove the condenser, and add two drops of phenolphthalein
solution. Add a few ml of 1 N sulphuric acid in methanol solution until
the solution becomes colourless and then add 1 ml in excess. Fit the
condenser and boil again for 20 minutes. Withdraw from the source of
heat and cool the flask under running water. Remove the condenser,
add 20 ml of saturated sodium chloride solution, and shake. Add 5 ml
of heptane, plug the flask, and shake vigorously for 15 seconds.

Leave to settle until the two phases have separated. Add saturated
sodium chloride solution again until the aqueous layer reaches the
lower end of the flask neck. The upper layer containing the methyl
esters fills the flask neck. This solution is ready to be injected in
the GC.

Caution: Methylation by method B must be done under a hood.
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2.6. Alternatives to methylation Method B
2.6.1.  Method C
2.6.1.1. Principle

The fatty matter undergoing analysis is treated with methanol-hydro-
chloric acid, in a sealed vial, at 100 °C.

2.6.1.2. Apparatus

— Strong glass vial of a capacity of about 5 ml (height 40 to 45 mm,
diameter 14 to 16 mm).

— 1 and 2 ml graduated pipettes.

2.6.1.3. Reagents

Solution of hydrochloric acid in 2 % methanol. This is prepared from
gaseous hydrochloric acid and anhydrous methanol (Note 1).

Hexane, chromatographic quality.

Note 1: Commercial solutions of hydrogen chloride in methanol can be
used. Small amounts of gaseous hydrochloric acid can easily
be prepared in the laboratory by simple displacement from the
commercial solution (p = 1,18) by dripping concentrated
sulphuric acid. Since hydrochloric acid is very rapidly
absorbed by methanol, it is advisable to take the usual
precautions when dissolving it, e.g. introduce the gas through
a small inverted funnel with the rim just touching the surface
of the liquid. Large quantities of methanolic hydrochloric acid
solution can be prepared in advance, as it keeps perfectly in
glass-stoppered bottles stored in the dark. Alternatively, this
reagent can be prepared by dissolution of acetyl chloride in
anhydrous methanol.

2.6.1.4. Procedure

— Place in the glass vial 0,2 g of the fatty matter, which has
previously been dried out on sodium sulphate and filtered, and 2
ml of hydrochloric acid-methanol solution. Heat seal the vial.

— Immerse the vial at 100 °C for 40 minutes.

— Cool the vial under running water, open, add 2 ml of distilled water
and 1 ml of hexane.

— Centrifuge and remove the hexane phase, which is ready for use.

2.6.2.  Method D
2.6.2.1. Principle

The fatty matter undergoing analysis is heated under reflux with
methanol-hexane-sulphuric acid. The methyl esters obtained are
extracted with petroleum ether.

2.6.2.2. Apparatus

— Test tube of a capacity of about 20 ml, fitted with an air reflux
condenser approximately 1 m in length, with ground glass joints.
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— 5 ml graduated pipette.

— 50 ml separating funnel.

— 10 ml and 25 ml measuring beakers.
— 15 ml test tube with conical base.

2.6.2.3. Reagents

— Methylation reagent: anhydrous methanol-hexane-concentrated
sulphuric acid (p = 1,84) in the ratio 75:25:1 (V/V/V).

— 40 to 60 °C petroleum ether.
— Anhydrous sodium sulphate.

2.6.2.4. Procedure

Place 0,1 g of oil in the 20 ml test tube and add 5 ml of methylation
reagent.

Fit the reflux condenser and heat for 30 minutes in a boiling water bath
(Note 2).

Transfer quantitatively the mixture into a 50 ml separating funnel, with
the aid of 10 ml distilled water and 10 ml petroleum ether. Shake
vigorously, and allow the phases to separate, remove the aqueous
phase and wash the ether layer twice with 20 ml distilled water. Add
to the separating funnel a small quantity of anhydrous sodium sulphate,
shake, allow to settle for a few minutes and filter, collecting the filtrate
in a 15 ml test tube with a conical base.

Evaporate the solvent over a water bath in a current of nitrogen.

Note 2: To control boiling, insert a glass rod into the test tube and limit
the temperature of the water bath to 90 °C.

3. Precision parameters

The statistical evaluation of the precision of methods A and B was
published by the International Olive Oil Council in its method COI/-
T.20/CO. No 24.

RECOMMENDATIONS FOR GAS CHROMATOGRAPHIC ANALYSIS OF
THE FATTY ACID ESTERS FROM OLIVE OIL AND OLIVE-POMACE OIL

1. Procedure

The gas chromatographic analysis of solutions of fatty esters in heptane
is to be carried out according to standard ISO-5508 using a capillary
column (50 m length x 0,25 or 0,32 mm 1i.d.) impregnated with cyano-
propylsilicone phase as indicated for the determination of fatty acid
trans-isomers (COI/T.20/Doc. no. 17).

Figure 1 gives the typical gas chromatographic profile of an olive-
pomace oil containing methyl and ethyl esters of fatty acids, and
trans-isomers of methyl esters.

2. Calculations

2.1. For the calculation of the fatty acid composition and AECN42, all the
following fatty acids will be taken into account:

Myristic (C14:0).

Palmitic (C16:0). Sum of the areas of the peaks corresponding to the
methyl and ethyl esters.
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Palmitoleic (C16:1). Sum of the areas of the peaks corresponding to the
®9 and ®7 isomers of the methyl ester.
Margaric (C17:0).
Margaroleic (C17:1).
Stearic (C18:0).
Oleic (C18:1). Sum of the areas of the peaks corresponding to the ©9
and ©7 isomers of the methyl ester, ethyl ester, and trans-isomers of the
methyl ester.
Linoleic (C18:2). Sum of the areas of the peaks corresponding to the
methyl and ethyl esters, and the trans-isomers of the methyl ester.
Arachidic (C20:0).
Linolenic (C18:3). Sum of the areas of the methyl ester and the trans-
isomers of the methyl ester.
Eicosenoic (C20:1).
Behenic (C22:0).
Lignoceric (C24:0).
Squalene will not be taken into account for the calculation of the total
area.

2.2. For the calculation of the percentage of trans-C18:1 the peak

corresponding to the methyl esters of this fatty acid is to be used.
For the sum [trans-C18:2 + trans-C18:3], all the peaks corresponding
to the trans-isomers of these two fatty acids are to be added together.
For the calculation of the total area, all the peaks mentioned in 2.1. are
to be taken into account (see COI/T.20/Doc. No. 17).

The calculation of the percentage of each fatty acid will be carried out
according to the formula:

% X = (Area X x 100)/(total area)
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Figure 1: Gas chromatographic profile obtained by the cold methylation method from olive-pomace oil. The

chromatographic peaks correspond to the methyl and ethyl esters except where otherwise indicated.
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IIPUJIOJKEHUE X1

ONPEAEJISIHE CBABP)KAHUETO HA JIETJIMBUTE XAJIOTEHUPAHU

2.2.
2.3.

2.4.

2.5.

2.6.
2.7.

4.2.

4.3.

4.4.

PA3TBOPUTEJIM B MACJIMHOBOTO MACJIO

METO/I
T'azoB XpOMaTOFpad)CKH aHaliu3 110 cn0c06a Ha BHCOYMHHHUS Ta30B 00eM.
OBOPYIBAHE

AnapaT 3a rasoBa XpOMaTOI‘pa(bI/ISI C IETCKTOp 3a YyJIaBsIHC Ha CJICKTPOHU

(AYE).
Armapar 3a BHCOYHMHEH Ta30B 00eM.

T'a3oBoxpomarorpadcka KOIOHKa, CTHKIICHA, ¢ ABDKHHA 2 M U JHAMETHD
2 mm, HenozaBwkHa ¢asa. OVIOl 10% wunm exBUBaJeHTEH 3a
UMIIpETHUpPaHEe Ha KaJlUpaHa MH(Y30pHA I0YBa, MPOMHTA C KHCEJIHHA
U CHJIAHU3MpaHa, ¢ pa3Mep Ha yactuiure Mexay 80 u 100 mesh.

HpCHaCHIIII/I Hu crIoMararC¢iiHid rasoBe. a30T 3a ra3oBa XpOMaTOFpanI/ISI,
TIIOAXOMAI 3a pa3llo3HaBaHE 4Ype3 CJICKTPOHHO YJIaBsHE.

Crpkienu konbu, ot 10 g0 15 ml, ¢ TegnoHOBO MOKpUTHE U ATyMHUHUECBH
TamM, ¥ IPUCIIOCOOTICHNE 32 BKapBaHE HA CHPHHIIOBKA.

[Iunku 3a XepMETHYHO 3aTBapsiHe.
I'azoBa copunioBka, ot 0,5 1o 2 ml.
PEAKTHBUN

CTaHL[apTHI/IZ XaJIOIrCHUpaHU pa3TBOPUTE]IM CBC CTCIIEH Ha YHUCTOTA,
moaxoasdaniu 3a ra3oBa XpOMaTOl"pa(bI/ISI.

XOJI HA OIIMTA

Iperernsar ce TouHo 3 g Macio B CThKJICHA Kojba (KOSATO HsMa Ja ce
U3II0JI3BA [IOBEYC); 3aTBAps e XepMETHUYHO. IToCTaBs ce B TepMOCTAT IpH
70 °C 3a emuH wac. Karo ce wu3mos3Ba CIpPHHIIOBKA, BHUMATEIHO CE
orHemar 0,2 1o 0,5 ml or Bucoumnnuss obem. MHxektupa ce B
KOJIOHKaTa Ha ra3oBHs XpoMaTorpad)cku amapar, HaCTPOSH KaKTO CIE/Ba:

— Temreparypa Ha umkekTopa: 150 °C;
— Temmeparypa Ha kononkara: 70 mo 80 °C;
— Tewmreparypa Ha gerekropa: 200 mo 250 °C.

Morat na ce HU3MOA3BaT M APYTM TEMIIEPAaTypPHH CTOMHOCTH, CTHTa
pe3ynTaThT Ja OCTaHE EKBUBAJICHTCH.

PedepenTHH pa3TBOpHM: MOATOTBAT C€ CTaHAAPTHH DPA3TBOPH KaTo ce
U3M0J13Ba paMHUPAHO MACIMHOBO Macio 0e3 CIeM OT Pa3TBOPHTEIH C
xoHueHntpauuu ot 0,05 mo 1 ppm (mg/kg), KouTo Ia CHOTBETCTBAT Ha
HpEanoIaraeMoTo  ChAbpXKaHMe  Ha  npobara.  XaJoOreHUpaHUTe
Pa3TBOPHUTENIHM MOTaT Jia ce pa3pexaaT ¢ MEeHTaH.

KonymuecTBeHO W3MepBaHE: H3YHCIABA C€ CBHOTHOLICHHETO MEXIY
NOBBPXHOCTUTE WJIM MOKa4YBaHMATA Ha IHMKOBETe Ha Ipodara
CTaHAApTHHUS pa3TBOp C MpearoiaracMa Hai-01M3Ka KOHIICHTPALHSL.
Ako orkioHeHHeTo ¢ mo-romsmMo ot 10 %, aHamu3bT TpsAOBa ma ce
MOBTOPH, KAaro ce MpOBeAE CpaBHEHHE C JpYr CTaHAapTeH pa3TBOp,
JIOKaTo OTKJIIOHEHHETo ce cBene B pamkure Ha 10 %. ChabpkaHHeTo ce
ompezesss Bb3 OCHOBA HAa CpeAHArta CTOMHOCT OT  OTHACITHHTE
WHKEKTHPAHUSL.

UzpaszsBane Ha pesynratute: B ppm (mg/kg). [I'panumara Ha
pasnosnaBatne mo to3u Meron ¢ 0,01 mg/kg.
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IIPUJIOKEHUE XII

METOJ, HA MEXIYHAPOJHUSA CBBET 3A MACJIMHOBOTO
MACJIO 3A OPIrAHOJIEITUYEH AHAJIN3 HA HEOBPABOTEHO
MACJIMHOBO MACJIO

1. HEJ U OBJIACT HA IIPMJIOXKEHHUE

Hacrossmuuar meron ce ocHoaBa Ha Pemenune Ne DEC-21/95-V/2007 ot
16 noemBpu 2007 r. OTHOCHO IpepasriefaHus MeToa Ha MexayHapoaHHsS
CbBET 33 MACJIMHOBOTO MAacll0 3a OpraHOJNENTHYEH aHajiu3 Ha
HeoOpabOTEeHOTO MAaciIMHOBO Macio. Toif MMa 3a Lel Ja yCTaHOBH
IpoLeaypa 3a aHaIn3 Ha OPraHOJNENTHYHUTE CBOMCTBA HAa HEOOPabOTEHOTO
MaclIMHOBO Macjo IO CMHCBJIa Ha mnpuwioxkeHue XVI, Touka 1 or
Pernament (EO) Ne 1234/2007 wm ja yYCTaHOBM METOJ 3a TSAXHOTO
KIacu(pUIMpaHe Bb3 OCHOBA HA TE3H XapaKTEPUCTHUKH. METOIBT ChIbpikKa
CBIIO TaKa yKa3aHUs 3a €TUKETHpaHe 1o H300p.

OmnucaHuAT METOJ ce IpuIara caMo 3a HeoOpabOTEHOTO MACIMHOBO MAacio
W 32 HEroBOTO KiacH(ULIUpaHE WM ETUKETHPaHE B 3aBHCHMOCT OT
WHTEH3UTeTa Ha pa3TPaHWYCHHTE HENOCTATBIH, Ha BKyca Ha IUIOJOBE H
Ha APYTUTE IIOJIOKUTEIHM NPU3HALM, OUpPEACICHH OT IOoAOpaHu, 00y4eHH
1 MPOBEPEHH JETyCTaTOPH, KOUTO PaboOTAT B rpyrma.

2. OBbIIH ITOJIOXEHUA

Io oTHOMIEHHE HA OOIIMS OCHOBEH PEYHHK, 3ajaTa 3a JIeryCTalus, Jaiara
3a JerycTaiys Ha MAcJIMHOBO MAacCli0 M BCHYKM OCTAHAIM BBIIPOCH,
CBBP3aHU C HACTOSIIUS METOJ, Ce IPENOpbhYBa Jla Ce CHa3BaT U3NCKBAHUATA
Ha MeXIyHapOaHHs CHBET 3a MAacIMHOBOTO MAacliio, M HO-CIICIUAIHO Te3H,
npeasuaenn B Pemenne Noe DEC-21/95-V/2007 ot 16 moemBpu 2007 r.
OTHOCHO TpepasriieflaHis METOJ 3a OpraHOJeNTHYeH aHalu3 Ha
HeoOpabOTEeHOTO MAaCIMHOBO Macio.

3.  CIEIOUO®UYEH PEYHUK
3.1. IloJIOKMTEJHH MPH3HALH

C BKyC Ha MJIOJOBE: CBBKYIIHOCT  OT  YCEIIAHMATAa, CBBP3aHH C
00OHSHHETO, XapaKTEePHU 3a MACIMHOBOTO MAcjo, B 3aBUCUMOCT OT COpTa
Ha MacJMHHUTE, TPOU3THYAIIN OT 3[paBH M NMPECHU MACIHHH, 3€JICHH HJIH
3penu, BB3NPUETH MPSAKO W/WIKM HENpsKo Ipe3 Hoca.

[Ipu3HAK®BT ,.c 6KyC Ha n10006e™ Ce& KaTeropu3upa KaTo 6KyC Ha 3e1eH nioo,
KOTaTo YCEIaHUATa, CBbP3aHU C OOOHSHMETO, HATIOMHAT TE3U OT 3€JICHUTE
IUIOZI0BE, XapaKTEPHHU 33 MACJIOTO, MOTYyYEHO OT 3€JIEHH ILIOJIOBE.

IIpu3HAKET ,,¢ 6KYC HA NA000GE™ Ce KAaTErOpu3Mupa KaTo 6KyC HA 3psil N1o0,
KOraTo yCeLIaHWATa, CBbP3aHH C OOOHSIHHETO, HAIIOMHAT TE3U OT 3peNIUTe
IUIO/IOBE, XapaKTEePHU 3a MAcjoTO, MOJYYSHO OT 3€JIeHH U 3pEH IUIOIOBE.

FOp‘-H/IBZ OCHOBEH BKYC, XapakT€pE€H 3a Macjio, IIOJY4Y€HO OT 3€JICHHU
MacCJIMHU WJM OT MAacjiWHM B HAavaJleH CTaguil Ha 3peCeHE, BB3NPUCT OT
peuenTopruTe BHB V—06pa3HaTa YHacT Ha €3HKa.

CTUIUMB: CIIO)KHOTO yCEllaHe 3a CTSAraHe M IUIICHE B YCTaTa, XapakTepHO
3a MacJo, NPOU3BEAEHO B HAYAIOTO HAa KAMIIAHMSATA, IPEAUMHO OT BCE OLE
3€JICHN MACIIMHH, KOETO MOJXKE JIa Ce BB3IPHUEME Upe3 LislaTa YCTHA KyXHHa
U B YaCTHOCT 4pe3 I'bPJIOTO.

3.2. OTpuuaTeIHU NPU3HALM

Myxuisicajio/KajlHi OTJIaraHus: XapaKTepeH BKYC Ha Maciio, IOJyYeHO
OT MacjHHH, CKJIQJUPAaHM Ha KyIMYMHU WJIM CHXpPAHSBAHW NPU TaKUBa
yCIOBUS, ue€ ca JOCTHIHAIM HamnpeAHald CTaauid Ha aHaepoOHa
(depMeHTaIMA WIM HAa Macilo, KOeTO € OWIO B KOHTAKT C OTJIOKEHA
,Kall“, B KOSTO CBILIO CE € Pa3BWJI MpOLeC Ha aHaepoOHA (epMEeHTAlMs B
OBYBHUTE M NOJ3EMHUTE IUCTECPHU.

IInecen—anara: xapakTepeH BKyC Ha Maclo, MOJTy4€HO OT MAacjiHHH, B
KOHMTO ca Ce Da3BWIM TOJIEMH KOJHMYECTBAa IUIeCEH M (DEepMEHTH HOopagu
CBHXPAaHEHHETO Ha IUIOJOBETE HA BJIara B MPOJBIDKCHHE HA HAKOJKO IHU.
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BuHEHO-OLIETEH/KHCEIO-TOPYMB: XapaKTepeH 3a HAKOU BUJIOBE Maclio BKYC,
KOMTO HAamoOMHS 3a BUHO WM oueT. J[BIDKM ce OCHOBHO Ha 0Opa3yBaHETO
Ha aleTaTHa KHUCENIMHA, €THWJ aleTaT M €TaHOJ B Pe3yJTaT Ha IpOlec Ha
OKHUCIIIBaHE Ha MACIMHHUTE HWJIM Ha KIOCIETO, MPECOBAHH B HEIOCTATHYHO
no0pe M3MUTH CHIOBE.

Mertanuuecku: BKyC, KOWTO HAmOMHsS 3a MeTal. XapaKTepeH 3a Maclo,
NPECTOSI0 B HPOABIDKMTEIEH KOHTAKT C METAJIHH IIOBBPXHOCTH IpH
HapsI3BaHETO, CMECBAHETO, MPECOBAHETO MIIM ChXPaHEHHUETO.

I'panuBO: BKyC Ha Macio, NPEMHHAIO Ipe3 HHTEH3MBEH MpOLEC Ha
CaMOOKHUCIISIBaHE.

3aToIIeHO WK IIPEropeHo: XapakTCpeH BKYC Ha Macio, NpEeaAnu3BUKaH OT
TIIpEKaJICHO /Wi NPOABJDKUTEIIHO 3arpsiBaHe IIpU I10JIy4aBaHETO, 0CcOOeHO
KOraTo HacTHpPAaHOTO BELIECTBO C€ CMECBAa TEMIICPATYpHO, akKO TOBa €
U3BBPUICHO IIPU HETIOAXOAAIIU TEMIICPATYpPHU YCIIOBUSL.

CCHO*II’LpBOZ XapaKTEepeH BKYC Ha HSIKOW Macjla, IIOJIY4Y€HU OT CYXHU
MacCJIHHH.

I'py0: xapakTepeH 3a HSKOM CTapd Macia, KOUTO B ycCTaTra Chb3/aBaT
ycellaHe 3a ITBTHOCT M KallIKaBoCT.

MasHo: BKyC Ha Macjo, KOWTO HAalOMHS BKyca Ha HETPOJHH NPOAYKTH,
CMa304HH MaTepHalu WM MHUHEpPATHU Macia.

3eneHUyKOBa BOA: BKYC, MNPUAOOMT OT Macio B pe3ynTaT Ha
IPOIBIDKUTENICH KOHTAKT ChC 3€JCHYyKOBaTa BOJA, B KOSTO € 3alOYHAN
mporec Ha (epMeHTanus.

Canamypa: BKyC Ha Macjo, M3BJICYCHO OT MACIMHH, KOUTO Ca Abp)KaHU B
COJICH Pa3TBOpP.

Kowio: XapakTepeH BKYC Ha Macilo, IOJIy4Y€HO OT MAaCJIMHH, KOUTO Ca omnm
IIpeCOBaHU BbBPXY HOBU IIOUIOKKH OT KOHIJIO. BKyC'LT MOXKE€ gHma c¢€
pasiimyaBa B 3aBUCHUMOCT OT TOBa, Jajid IOIOKKHUTE Ca HaIpPaBECHU OT
3CJICHO WJIM CYLICHO KOMJIO.

C MHPHUC Ha IOYBa: BKYC Ha MacJjiO, IMOJYYC€HO OT MACJIWHHU, KOUTO Ca (50078
CT>6paHI/I KaJTHU WK IOKPUTH C IOYBa, 6e3 aa 61>[IaT HU3MHUTH.

C BKyc Ha JapBH: BKYC Ha Macjo, MOJYYEHO OT MAcClIHHH, KOUTO ca OHiIn
HalaJHAaTH M CUIIHO 3a00JIeN OT JapBaTa Ha MaclHHOBaTa Mymunyka (Bac-
trocera Oleae).

KpacraBuiia: BKyC, MOJy4eH, KOraTO MACJIOTO € IPECTOSUIO0 MaKETHPAHO
XepMeTI/ILleCKI/I npeKaneHo ABJITO, Hal‘/‘l-Be‘{e B TCHCKUCHU KyTl/ll/I, u KOﬁTO
ce ABIDKM Ha oOpasyBaHETO Ha 2,6 HOHaJMeEHaI.

Brnaxuo ABPBO: BKYC, XapaKTCpE€H 3a Macjo, U3BJICYCHO OT MacCJIUHH,
3aMpBb3HAJIM Ha ABbPBOTO.

3.3. TepmuHOJOIUs 32 M3MO0J3BaHe MO U300p NPH eTUKHTHPAHETO

IIpn mowmckBaHe OpPraHU3aTOPBT Ha TIpyHara [AETycTaTOPH MOXeE Ja
yIOCTOBEPH, Y€ H3MMTBAHUTE Macia ChOTBETCTBAT Ha ONpEICICHUsTa H
CKaJuTe, KOWUTO OTrOBapsAT Ha CJICAHUTE H3pa3d U TpUIaraTeJIHd B
3aBUCHMOCT OT MHTCH3UTETAa M BB3NPHATHETO HA MPU3HAIHUTE:

a) 3a BCEKM MOJIOKMTENICH IPHU3HAK, CIOMEHAaT B Touka 3.1 (¢ eéxyc Ha
n10006e, KBAETO € MPHIOKHMO, KaTerOPU3HPaH KaTO 6KYC HA 3eleH
na00 WU 6KYC HA 3Pl NA00, CIMUNYUE WIH 20pUUs):

1) TEpPMHUHBT ,MHTCH3UBEH MOXE Ja ObJe H3MO0I3BaH, KOraTo
Me/MaHaTa Ha ChOTBETHHS NMPU3HAK € IT0-BHCOKa OT 6;

il) TEPMUHBT ,,CPEICH MOXeE aa ObJie M3MOI3BaH, KOTaTo MeIuaHara
Ha CHOTBETHHS NIPHU3HAK Ce HaMHpa MexIy 3 u 6;

iil) TEPMHHBT ,,JIeK" MOXe Ja ObJe M3MO0I3BaH, KOTaTO MeIMaHaTa Ha
CHOTBETHHUSI MPU3HAK € TI0-HHUCKA OT 3;
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iV) ChOTBETHHTE MNPH3HALK MOraT Ja ObIaT M3MON3BaHH, 0e3 jma ce
puosATBa 10 IpHJIaraTeIHUTE, IIOCOYCHN B MOATOYKH 1), ii) M iii),
KOraTo MeJfaHaTa Ha ChbOTBETHHUS NPH3HAK € [0-BUCOKA HJIM paBHA
Ha 3;

0) TepMHHBT ,,0alaHCUPAHO™ MOXeE Ja Ob/ie M3MOA3BaH 32 MACJ0, KOETO He
e Hebamancupano. [lom numca Ha OamaHc ce pa3bupa OOOHSTEITHO-
BKYCOBO M [ONHMPHO YCCI[aHEe Ha MAacloTO, PH KOETO MeauaHata Ha
NpH3HaKa 20pyue W/WIN Ta3d Ha MPU3HAKA CIMUNYUE € TO-BUCOKA C 1BE
COVHMLHM OT MEAMaHaTa Ha MPH3HAKA C 6KYC HA NI0006E;

B) M3pa3bT ,,Maclo ¢ MEK BKyc* MOXe Ja ObJe M3MOJI3BaH 3a Macio, 3a
KOETO Me/MaHaTa Ha NpPU3HAKA 20pyué W Ha NPH3HAKA CMUnyué € Io-
HHCKa WIM paBHA Ha 2.

4. TPVIIA JEI'YCTATOPU

I'pynara nerycratopu ce ChCTOM OT OpraHM3aTOp Ha rpymara u oT § jgo 12
JETYCTaTOPH.

Oprann3atopsT Ha rpynara TpsOBa Oa ¢ MpeMHHal CTa0WIHO O0ydeHHe U
Iia € T03HABAaY M KOMIICTCHTCH CICLUATINCT O Pa3INIHUTE BHUAOBE MAcio.
Toii HOCH OTTOBOPHOCT 3a TPyIaTa, 32 OpPraHM3auuiTa U QyHKIHOHUPAHETO
M, TOATOTBSHETO, KOJMPAHETO ¥ MPEJCTaBIHETO Ha MNpobHuTe Ha
JETYCTaTOpUTE, KaKTO M 32 ChOMPaHETO M CTaTUCTHYecKara oOpaboTka Ha
JaHHHTE.

OpraHu3aTopbT Ha Tpynata AEryCTaToOpH INOAOMpa IEryCTaTOpHTE U ce
IPIKH 32 OOYYeHMETO MM U KOHTpOJa Ha TsXHaTa pabora, 3a ja
rapaHTHpa 3aMla3BaHeTO Ha CIIOCOOHOCTUTE UM Ha HEOOXOAMMOTO PaBHHIIE.

JlerycraTopure 3a OpraHOJCHTHYHHUTE MPOBEPKH Ha MACIMHOBOTO MAcCIoO
TpsiOBa nma ObaT mnombOpaHM M OOy4YEeHHM B 3aBHCHMOCT OT TsAXHArTa
CHOCOOHOCT /ia HPaBST pas3iiKa MEXIy NOJZOoOHM MpoOu B CHOTBETCTBHE
C PBKOBOACTBOTO Ha MEXIyHapoOIHUSI CHBET 3a MACIMHOBOTO MAcio 3a
moabopa, 00yUeHHETO W KOHTPOJIa Ha KBATU(HUIMPAHUTE JETyCTATOPH Ha
HEoOpaOOTEeHN MAaCIMHOBH Macia.

I'pynure nerycratopum TpsOBa 1na ce aHTaXHpaT Jda ydacTBaT B
OpraHOJICNITHYHUTE OLECHKH, NMPEIBUACHNA Ha HAIIMOHAIHO U MEXIYHAPOIHO
paBHHIIE, KaKTO W Ha paBHHIIETO Ha OOIIHOCTTA 32 NEPUOANYCH KOHTPOI
U XapMOHHM3MpaHe Ha KpUTepuuTe 3a Bh3npusaTue. OCBEH TOBa B Cilydyall Ha
TPYIH  [eTYCTaTOpH, OMOOpPEHH CBIJIACHO pas3mopenduTe Ha uieH 4,
maparpad 1 OT HacTosMs perjaMeHT, Te TpsOBa BCsKa TroJAWHA [a
NPEeOCTaBIT Ha CHOTBETHATa JbpXKaBa-wieHKa Isuiata HHOOpMAaIus
OTHOCHO TEXHHs ChCTaB M OpOs Ha HM3BBPIICHHTE OLCHKH B KaueCTBOTO
UM Ha O/100pEHH IPYIH JErycTaTopH.

5. TIPOLHEAYPA 3A OPT’AHOJIEIITUYHA OIIEHKA 144
KIIACUDUKALINA

5.1. Houa3Bane Ha NPOQUIMPAIIUS JUCT OT CTPAHA HA JAerycraropa

Ipodunupamust aUCT, KOWTO CliefBa Ja ce MOJi3Ba OT [erycTraropa, e
Ja7eH B JIOIBJIHEHHE A KbM HACTOSIIUS METO/.

Bceku nerycratop — uneH Ha Tpynata Tps0Ba ja MOMHUPHILNE U TIOCIE Oa
JErycTHpa MacjoTo, MOIOKEeHO Ha oueHka. Cien ToBa Toi TpsOBa na
HaHece BBPXY cKkaaute oT no 10 cm Ha cBosS mnpoduiupanl JMCT
HWHTEH3UTETa, C KOWTO BB3IpPHEMAa BCEKM OT IOJOXKHUTEIHHTE U
orpuiatenaute npusHauu ('). B ciyuail Ha BB3MpHATHE Ha MpU3HAKA ,,C
BKYC Ha IIOJOBE", KaTerOpU3UpaH KaTo ,,BKyC Ha 3eJIeH IUIOJN" W ,,BKYC
Ha 3psil IUIOA™, JHErycTaropbT 3adepraBa CbOTBETHOTO IMOJIE BBPXY
npo(UIMpaLHs JHCT.

B ciyuait 4e ce yCTaHOBAT OTPHULATEIHHU IPU3HALM, KOUTO HE ca MOCOYECHH
BBPXY NPOQUINpPAILHs JIUCT, T€ CE BIHCBAT B pyOpHKaTa ,,APyTH", KaTo ce
U3M0I3BaT TEPMUHBT MJIM TEPMUHMTE, KOMTO T'H OIKMCBAT Hail-TOYHO
U3MEXK]Y ONpENCIEHUTE MO-TOpE.

(') HerycratopbT MOXe ja HE ASryCTHpa Maclo, 32 KOETO YCETH 4pe3 MPSKO MOMUPHUCBAHE
M3KIIIOYUTEHO MHTEH3MBEH OTpHLATeNeH npu3Hak. ToM cieiBa na oTOENeKH BBPXY
npoUIMpaIUs JTUCT TOBA H3BBHPEAHO OOCTOSTENCTBO.
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5.2. Ilos3BaHe Ha JaHHUTEe OT CTPaHA Ha OPraHM3aToOpa Ha rpymnara
JerycTaTopu

Opranu3atopsT Ha rpymara TpsOBa Ja chOepe MPOGIIHPALIUTE JIUCTH,
[ONBIHEHH OT BCEKH OT JAETYCTaTOPHUTE; TOH TpsOBa ma MpPOBEPH
NHTCH3UTETHTE, KOWUTO Ca BIHCAHW 33 DA3IMYHATE MPH3HALM, aKo Ce
KOHCTaTHpa aHOMAalMs, TOW H3KMCKBA OT JErycraropa Ja MpOBEpH CBOS
npoduIupanl JMCT ¥ aKo € HeoOXOJMMO, J1a IOBTOPH OIUTA.

OpFaHPBaTOp’BT Ha rpynarta MOXe€ Ja BbBE€JIC JaHHUTC HA BCCKU JCTYCTATOP
B KOMITIOTbpPHA IIporpama, KosATO U34HC/IsIBa MEeAUaHaTa 110 CTaTUCTUYCCKUS
MeTo B JombliHeHHE b. BbBeknaHeTo Ha JaHHUTE 3a €IHA r[p06a ce
OCBILIECTBsABA C IIOMOIITa Ha Marpula, CbCTaBeHa OT 9 KOJIOHH,
OTroBapsIy Ha 9 ceTUBHH Ipu3Hald U OT n peAoBE, OTroBapsld Ha n
ACryCcTaTopu OT rpynara.

Korato HeraTuBeH mnpusHak, ycTaHoBeH oT moHe 50 % oT rpymata, e
BOMCaH B pyOpukaTta ,Jpyru, MeQuaHaTa Ha TO3M HENOCTATBK Ce
U3YUCIIABA M MACIIOTO Ce KIacH(pHIMpa ChOTBETHO.

OpraHu3aTopbT Ha rpynara MOXe Ja yJOCTOBEPH, Ye OLICHSIBAHOTO MAclio
M3IBJIHSBA YCIIOBUSTA, TIOCOYCHM B Touka 3.3, OykBa a), 1[0 C€ OTHACS 10
TEPMUHHUTE ,,BKYyC Ha 3€JIeH IUIOA" | ,,BKYC Ha 3psUl IUIOA" CaMo aKko IOHe
50 % ot uneHOBETe Ha rpyrnara ca IMOCOYMIHN, Y€ Ca YCTAHOBHIIM 3EJICHHS
WM 3psil XapakTep Ha IpU3HaKa ,,c BKYC Ha IUIOAOBE".

B cayuaii Ha aHanmu3W, W3BBPIIBAaHM B paMKHTE HA IIPOBEPKH Ha
CBOTBETCTBHETO, CE€ M3BBPIIBA €AWH OMUT. B ciyuail Ha MPOTHBOPEUHBH
aHaIW3M OPTaHW3aTOPBT HA Ipymara TPsAOBA Ja OCBINECTBH IPOBEKAAHETO
Ha JBOCH aHamM3. B cirywail Ha aHAnMM3M 32 OTMSAHA OICHSABAHETO TPsAOBa Ja
ce W3BBPUIIM TPH NBTH. B Te3nm ciydam MenmaHata Ha NpH3HAIWUTE Ce
W3YHCIABA BB3 OCHOBA HA CPEJHOTO APUTMETHYHO OT MEIUAHUTE.
BceuukyM TOBTOpPHM OLGHKH TpsiOBa Ja ce MNpoBeAaT MO BpeMe Ha
pa3IUYHA CEaHCH.

5.3. Kuacupuuupane Ha MacjioTo

Macnoro ce kimacuduipa B KaTErOpUHTE, IIOCOYEHH II0-70NTy, B
3aBHCHMOCT OT MeAHWaHaTa Ha HEJOCTaThIUTe W OT MeAWaHaTa Ha
mpu3Haka ,C BKyC Ha I[uiofoBe”. Meauanara Ha HEJOCTATBIUTE CE
omperernst KaTo MEAWaHaTa Ha HEJOCTaThKa, 3a KOWTO € YCTaHOBEH Haii-
BHCOK HMHTEH3UTET. MeauaHaTa Ha HEJOCTATBIUTE M MeJWaHaTa Ha
Mpu3HaKa ,,¢ BKYC Ha IUIOMOBE Ce M3pa3sBaT C €AWH JISCETHYCH 3HAK W
CTOMHOCTTA Ha CTAOWITHHS KOS(HUIMEHT HA OTKJIOHEHUE MPHU MOBTOPSIEMOCT
He TpsibBa ma HaxxBbpisA 20 %.

KnacuduippaHero Ha MacioTo ce OCBIIECTBSBA 4pe3 CpPAaBHEHHE Ha
CTOMHOCTTa Ha MeJMaHATa Ha HEAOCTATBLUTE M Ha MeJuaHaTa Ha
NpU3HaKa ,,c BKYC Ha IUIOROBE” ¢ peepeHTHHTE CKallM, IOCOYEHH I10-
nony. TIpu onpezensHeTO Ha TPaHUIUTE HAa Te3H CKAIH € B3eTa IpeBHI
rpelikaTta Ha MeTOja M Te Ce cuuTar 3a abcomoTHH. KoMmmoThpHHTE
HporpamMu 103BOJSIBAaT Kiacupuuupane mnoj ¢opmara Ha Tabnuua cbe
CTaTUCTUYECKU JaHHU WM Ha rpaduka.

a) HeoOpaboTreHO MacIMHOBO Macilo ,,eKCTpa KadecTBO': MeJuaHaTa Ha
HeJocTaTbLUTe € paBHa HAa (0 M MeIuaHaTa Ha NpH3HAKa ,.c BKYC Ha
II0J10Be* € 1mo-BHUcoKa oT 0;

6) HeoOpaboTeHO MacCIMHOBO Macio: MEAHMaHaTa Ha HEJOCTATBHIHTE € T0-
Brcoka oT 0 U Mo-HUCKa WK paBHA Ha 3,5 ¥ MeluaHarta Ha MpU3HAKa ,,C
BKyC Ha IUIOZIOBe" € mo-BHcoKa oT 0

B) MacnuHOBO Macjo 3a OCBETJICHHE: MeJuaHaTa Ha HEeJIOCTaThbLUUTE € IO-
BHUCOKa OT 3,5 WJIW MeHaHaTa Ha HEAOCTaTbLUTE € I10-MaJIka UJIM paBHa
Ha 3,5, a M¢JlMaHaTa Ha Ipu3Haka ,,C BKyC Ha IJI010BE™ € paBHa Ha 0.

5.4. Cneumajien ciayvaii

Koraro menmanara Ha HOJIOXKHTENCH NPU3HAK, PA3IMYEH OT IMpPU3HAKA ,,C
BKyC Ha IUIOJOBe™, € Mo-BHCOKa OT 5,0, opraHu3aTopbT Ha rpymnara ro
oTOessI3Ba BBpXy cepTu(HKaTa 3a aHAJIW3 HA MAacIOTO.
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Jonvanenue A

IIpoduaupam auct 3a HeoOpaGOTeHO MACTMHOBO MACJIO

WHTEH3UTET HA BB3MPYUEMAHE HA HEJOCTATBLUUTE

Myxisicano/Kansu oTiaraHus I —
[Tnecen—Brara—c MMpHC Ha MOYBA I -

Kuceno-ropuns

BuHeHo-OleTeH l —

MeTtamuecku I N
T'panyso I N
Opyrn (mocouere Kow) I .

VHTEH3UTET HA BB3MPYMEMAHE HA MOJIOXWUTETHWTE MPU3HALIM

C BKYC Ha IJIOMOBE —

Bkyc Ha 3enen mion [] Bkyc Ha 3pan mion []

Topwis l -

CTumuys | —

Vime Ha perycratopa:

Kon ua npobara:

Hara:

3abemnexKu:
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JHonvanenue b

METO/J 3A U3UUCIIABAHE HA MEJIMAHATA U HA JOBEPUTEJIHUTE
VHTEPBAJIN

Meanana

Me = [P(X < Xm) < 1/2 A P(X < Xm) > 1/2]

Menunanara ce ompenens KaTo pealHOTO 4Hciio Xm, KOETO CE XapaKTepH3Hpa C
¢akra, ue BepositHocTTa (P) pasmpenenenure croiinoctu (X) a ca MO-HUCKU OT
BBIIPOCHOTO 4MciIo (Xm) e mo-Manka wind paBHa Ha 0,5 W 4e B CBIIOTO BpeMe
BepositHocTTa (P) pasnpenenenure croifHocTH (X) Aa ca MO-HUCKHM WIM PaBHH Ha
Xm e mo-rossivMa wi pasHa Ha 0,5. Criopen Apyro ompeneieHue 3a MEAHaHa ce
npuema 50-us NPOLEHTWNI Ha HapacTBamia peauna ot yucia. C apyru Iymu,
MequaHaTa TPEACTABIsBA CTOWHOCTTA IlOCpelarta Ha IOJpeJeHa peauia ¢
HedyeTeH Opoil CTOMHOCTH WIIM IBK CPEJHOAPUTMETHYHOTO HA JIBETE CTOHHOCTH
B cpejara Ha TOJpeJCHa peaula ¢ YeTeH Opoil CTOMHOCTH.

CTaduWJIHO OTKJIOHEHHE

3a ;a ce MOJTy4YH JTOCTOBEpHA OIICHKA Ha OTKJIOHCHHWETO OT MeJIuaHarta, TpsioBa na
ce M3I10JI3Ba OlLIEHKa Ha cTabmiHoTo oTkioHeHue rmo Stuart u Kendall. Cnennara
(dopMmyna mokazBa ACHMITOTHYHOTO OTKJIOHEHHE, T.e. CTaOWIHATa OLICHKA Ha
OTKJIOHEHHETO Ha pa3MIeKIaHUTE JaHHW, Kbaero N e Oposr HaOmoneHus u

IQR — uHTEepKBapTUIHMAT pa3MaX, KoiTo obxBama TouHo 50 % oT citydaure
IIpU paslpesieNieHne C JaJeHa BEepOSTHOCT.
_ 1,25 IQR

T35 N

W34ncnsaBaHeTo Ha MHTEPKBAPTUIIHUS Pa3Max Ce OCBIIECTBSIBA UPE3 U3UHCIIsIBAHE
Ha BeJIMYHMHATa Ha OTKJIOHEHHE MeXIy 75-us U 25-usi MpOLEHTHUIL.

IQR = 75-u mpoueHTH? — 25-U MPOLEHTUI

IIpouenTunsT € croiiHocTTa Xpe, KOATO ce XapakTepusupa ¢ (akra, ue
BeposiTHOCTTa (P) pasmpeneneHuTe CTOMHOCTH Aa ca MO-HUCKM OT XpC € Io-
MaJlka MJIM paBHAa Ha OIpEJeNieHa CTOTHA M Y€ B CBHIIOTO BPEME BEPOSTHOCTTA
(P) pasnpenenenure cToMHOCTH Aa ca NO-HUCKH MM PaBHH Ha XpC € IO-roisMa
WM paBHa Ha cbiata croTHa. CTOTHAaTa yka3Ba H3ION3BaHATA YacT OT
pasnpenenenuero. B ciyuas ¢ meauanara 1s e pasHa Ha 50/100.

Iporentnn = |P (X < Xpe) < % AP(X<Xpc)> %

B mpakThKaTa NPOLEHTHIBT € CTOMHOCTTa Ha paslpelelicHHe, OTroBapsia Ha
onpejeneHa 00JIacT, OuepTaHa OT KpMBAaTa HAa PAa3Npele/ICHHETO WIM Ha
wieTHOCTTa. Hanpumep 25-Ms NpPOLEHTHI IPEACTaBIsABAa CTOHHOCTTa Ha
pasmnpenesneHye, orropapsima Ha obnact, paBHa Ha 0,25 mmm 25/100.

Craduwien koeQUIMEeHT HA OTKJIOHEHHE

CTaOUIHHUAT KOSQUIMEHT Ha OTKIOHCHHE MPEACTABIsBA YHUCTO YHCIO, T.e. 0e3
MEpHA €IMHHUIIA, KOETO yKa3Ba IMPOLEHTHT HAa OTKIOHEHHE HA peauiara OT
QHATM3MPAHU Yucia. [opajn Tasd MpUYMHA TO3HM KOS(PHIMEHT € MHOTO yI00eH
3a MPOBEpPKa Ha JOCTOBEPHOCTTA Ha paboTaTa Ha YWICHOBETE Ha TpyIiara.

Sx
VC% = —100
T (] Me
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JloBepuTteJHH HHTepBaaH oT 95 % Ha MeauaHarta

JloBeputennute MHTEpBand OT 95 % (CTOHHOCT Ha rpelkata OT IBPBH PO,
pasHa Ha 0,05 wmm 5 %) mpeacTaBIABaT MHTEPBAIUTE, B KOUTO CTOMHOCTTa Ha
MeJuaHaTa MOXKe Ja Ce IPOMEHs NP XMIOTe3a, 4e Iie Ob/e BH3MOXKHO OIUTHT
na Obae MOBTOPEH HeorpaHudyeH Opoil mbTH. B mnpakThkaTa TO3M HHTEpBal
YKa3Ba HMHTEpBajla Ha OTKJIOHCHHUC NIPU ONUMTa NpPU €AHU U ChIIU YCJIOBHUSA Ha
M3IMTBAHE NPH XUIOTE3a, Ye e ObJe BH3MOXKHO ONUTHT Ja ObAe MOBTOPEH
HeorpaHudeH Opoil mbTH. MHTEpBanbT momara Jia ce OLIEHH, KaKTO M B CIydas
ChC CTAOWIHUS KOS(HHUIUECHT Ha OTKIOHEHHUE, JOCTOBEPHOCTTA HA OIHTA.

ICgp = Me + (¢.8%)
ICinf = Me — (c.S*)
Ksnero ¢, B cimydail Ha noBeputeneH uHrtepBan ot 0,95, e paBHo Ha 1,96.

VY M20

YM19
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1.1.

1.2.

2.2.

2.3.

2.4.

IIPUJIO’KEHUE XV

MACJIEHO CBbABPXXKAHUE HA OCTATBUYHUSA MATEPUAIL
Amnaparypa

— TMOIXONAIl 3a eKCTpakuus amapar, cHabzeH c¢ 200- mo 250-
MHJIMJIMTPOBA KOJIOA € KPBIJIO ABHO,

— ©Oang (Hampumep IsicbuHa OaHs, BoaHAa OaHs) C  EIEKTPUYECKO
MOATPsABaHE WIN KOTJIOH,

— aHAJIUTHUYHA BE3HA,
— mem, peryiaupana a0 makcumyM 80 °C,

— @meur ¢ eJeKTPUYECKO MOArpsBaHe, CHabJeHAa C TEePMOCTaTHYHO
ycTpoiicTBo, peryiaupano a0 103 + 2 °C, u TakaBa, 4e Ia MOXe Ja
ce MOYMCTBA C BB3AYLIHA CTPYS WIM Ja pabOTH INpPU IOHMIKEHO
HaJsAraHe,

— MEXaHMYHa MeJHHUIA, JIeCHAa 3a IOYMCTBAaHE, M TakaBa, Ye Ja
TMO3BOJIIBA CMMJIAHETO HA MACIMHEHHMTE OCTaThLHU 0Oe3 IOBHIIaBaHE
Ha TAXHATa TEMIeparypa HIM KakBOTO M Ja OWIO 3HAYMTEIHO
U3MEHEHHE B TAXHOTO BOJIHO CbIbPKAHUE, JICTJIIUBHU BEIIECTBA MU
BEILECTBA, KOMTO MOTraT Jia ce eKCTPaxupaT ¢ XeKCaH,

— CGKCTpaklMOHHa TI'Wji3a U [aMyK WA (bnn'r’pra XapTusi, OT KOUTO
BeIIeCTBAaTa, KOUTO MOraT Ja C€ CKCTpaxupaTrT C XCEKCaH, BEYC cCa
onnm OTCTpAaHCHU,

— JIecHKarTop,
— CHTO C IMaMeTbp Ha OTBOpUTE 1 mm,
— MAJKM YacTHLH OT IPEABAPUTEIHO H3CYILICHA IeM3a.

PeakTuB

HopmaiieH XeKcaH 3a TEXHHYECKH LM, KOMTO CJEM MBJIHO H3MApsBaHe
TpsiOBa ma MMa octarhk OT mo-manko ot 0,002 g ma 100 ml.

XO/J] HA OIIMTA
IloaroroBka Ha onMMTHATa Mpoda

Axo e HeoOXOJMMO Ce H3IO0I3Ba MEXaHWYHATa MEJHHIA, KOSATO € Omia
no0pe MoYHCTEeHa MpeIBapUTENHO, 33 CMIJIaHe Ha JlabopaTopHaTa 1mpooda c
ornen Ha pa3fpoOsBaHETO M 10 YACTUIHM, KOMTO Ja MOraT HalbjJIHO Ja
IIPEMHUHABAT MpPe3 CHTOTO.

W3nonssa ce eqHa aBajecera oT mpobara 3a 3aBbpIIBaHE Ha IPOLECA IO
MOYMCTBAHE HA MEJIHMIEATA, Pa3apOOCHUAT MaTepual Cce OTCTPaHsBa,
OCTaTBKBT C€ CMHJIA M CHOMpA, CMECBa Ce BHMMATEIHO M CE€ aHAIN3Hpa
He3a0aBHO.

Pa3mep na npobarta

Bennara cien M3BbpLIBAaHETO Ha ONEpaLUATa [0 CMUIIAHE, CE HU3MepBar
okono 10 g or mpobara ¢ TouHocT Ao 0,01 g 3a M3BBpLIBaHE HA OIMTA.

IMoaroroBka Ha CKCTPpaKIHOHHATAa rUjisa

IMocTaBs ce yacTTa OT mpobara B rmi3ata M Ce 3allyliBa ¢ HaMyK. AKO ce
n3nomsBa GUITHBPHA XapTHs, 4acTTa OT mpobara ce oOBHBa B Hesl.

ITpeasapuTeaHO M3CylmIaBaHe

AKo0 ocTarpiUTe OT MpepaboTKarta Ha MAaCIMHUA Ca MHOTO BJIAXHH (T.e.
CBABPKAHWETO HA BJIara W JIETIMBH BemiecTBa ¢ moBede oT 10 %), ce
M3BBPINBA TPEIBAPUTEIHO H3CYIIABAHE 4Ype3 IMOCTABSHE Ha 3apeieHara
rwa3a (i QuITBpHA XapTWs) B HArpsTtara el 3a MOJAXO/SIII0 BpeMe
mpu He moBede oT §0 °C c orieg Ha HaMasIBAHETO Ha ChABPIKAHHETO
Ha Bllara W JIETJIMBU BEIIECTBA A0 MO-Manko oT 10 %.
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2.5.

2.6.

2.7.

2.8.

IMoaroroBka Ha K0.16aTa ¢ KPBIJIO IHHO

Iperernst ce ¢ TouHoct g0 1 mg konbara, ChAbpXKAIIA €OHA WM JBE
YacTUIM TIeM3a, NpeABapUTeIHo u3cynieHa B memra npu 103 £ 2 °C u
clle]l TOBa OXJIaJeHa B JECHKATOp 3a HE MO-MaJKO OT €JHUH vac.

II'bpBoHavaiHa eKCTpaKUus

B amapara 3a ekctpakiys ce mocTtaBs rui3ara (Wi QUIThbpHATA XapTus),
chabpiKama yactra ot mpobara. HammBa ce B kombata HEOOXOAMMOTO
KoJM4ecTBO XekcaH. CBbp3Ba ce KoimdaTa C amapara 3a eKCTpakuus u
IsIaTa CUCTEMa Ce II0CTaBsd B OaHATa € ENEKTPUYECKO IOArpsiBaHE.
HactpoiiBa ce ckopocTTa Ha MOArpsSBaHE MO TaKbB HAYMH, Y€ CKOPOCTTA
Ha OpOCSBAaHE J]a HE € IMO-MajJKa OT TPHM Kalk¥ 3a CeKyHIa (CpexHo, He
cuiaHO kuneHe). Ciex eKcTpakuus B NPOABIDKEHHE HAa 4YeTHpU 4aca, ce
ocTaBsl Jla ce oxJiamy. ['mi3ara ce OTCTpaHsBa OT amapaTa 3a eKCTPaKIHs
U ce MOCTaBsl MOJ BB3IYIIHA CTPYs C OIJIe[ Ha M3yXBaHE Ha Biarata OT
UMIIPETHUPALIUS PAa3TBOPUTEL.

IloBTOpPHA eKcTpaKuust

W3TBpcBa ce ChABPIKAHUETO HA TMII3AaTa B MHUKCEP M CE CMHJIA BB3MOXKHO
Haii-puHO. Bpblua ce cmiusiHaTa cmMec B Twizata 0e3 3aryOum u Ta ce
IIOCTaBs OTHOBO B amapara 3a eKCTPaKIHs.

EKCTpaKHI/IﬂTa CE€ IpoabJDKaBa 3a OIIE€ ABa 4Yaca, KaTO €€ U3MO0JI3Ba ChIlaTa
Kosba ¢ KPBIJTIO ABHO, KOATO CBAbPIKAa MbPBOHAYAIHUA C€KCTPAKT.

TMony4yeHusT pa3TBOp B €KCTpaKIHOHHATA KOJOa TpsibBa Ja € OUCThp. AKO
He e, ce ¢punTpHupa mnpe3 QUITbpHA XapTus, a Koidara, B KOATO € Owi, u
(unThpHATA XapPTHSI CE€ MPOMUBAT HIKOJIKO MBTH C XeKcaH. DUITPaThT U
IPOMUBHHUST PA3TBOPUTEN Ce CHOMpAT B Jpyra koiba ¢ KpbIIO IBHO,
KOATO ¢ Ouia M3CyLIeHa M TapHpaHa ¢ TOYHOCT 10 | mg.

IIpemaxBaHe Ha Pa3TBOPHTENsI M MpeTErJsiHE HA eKCTPaKTa

IMo-ronsiMaTa 4yacT OT pa3TBOPUTEN C€ NPeMaxBa 4ype3 JecTuiauus B OaHs
C enekTpuuecko noarpssane. Ilocnenuute ciemd OT pa3TBOpUTENs Ce
npeMaxBaT 4pe3 HarpsiBaHe Ha kosidara B remra npu 103 £ 2 °C 3a 20
MuHyTH. IIpomechT Ha eIMMUHALMSA CE MOANIOMAra WK 4pe3 MPOAyXBaHE ¢
BB3YyX, WIM 32 MPEINOYHTaHEe C HHEPTEH Ia3, Ipe3 OIPEACICHU MEePUOIH
OT BpeMe, WIM 4pe3 M3IOJI3BAHETO HA HUCKO HAJLraHe.

Konbara ce mocraBs B JECHKAaTOp 3a OXJIAXKJAHE 3a TOHE eIMH 4ac u ce
mpeTerssl ¢ TOYHOCT Ao 1 mg.

HarpsiBa ce 0THOBO B Ipoab/DKeHHE Ha 10 MUHYTH NpPH CHILUTE YCIIOBUS,
OXJIaX[Ja Ce B JIECHKATOp U C€ IpeTers.

Pasnukata Mexay ABeTe M3MepBaHUs He TpsOBa nga mpeBumara 10 mg.
Axo TmpeBuIIaBa, Ce€ HarpsBa OTHOBO 3a mepuoau or 10 MuHyTH,
HOCJIEAIBAHU OT OXJIAXKJIAHe W IPEeTerIsiHE JOKAaTO pas3iMKaTra B Terjiara
crane 10 mg nin mo-masnko. OTOensi3Ba ce MoCIeHOTO TErio Ha KobaTa.

[IpoBexnar ce myOnupamu ONpeAeNsHHs Ha ONUTHATa mpoda.

N3PA3SIBAHE HA PE3VIJITATUTE
Mertoa 3a u3uucasaBane u ¢popmyna

a) ExcTpakThT, M3pa3eH B NPOLEHTH OT MacaTa Ha MPOAYKTa, CIOpexd
HOJIy4eHUTE PE3YJITATH, € PABCH Ha:

100
S=m x—,
my



1991R2568 — BG — 09.08.2012 — 024.001 — 95

3.2.

KBICTO: S € TIIpOHCHTHT OT MacaTa Ha [OPOAYKTa, Cropen
TIOJIYYE€HUTE PE3YJITATH,

my € Macara, B I'paMOB€, Ha 4JacTra OT npoGaTa,

m; = € Macara, B TIpaMOB€, Ha CKCTpaKTa CJc[q
H3CYyIIaBaHETO.

3a pesynrar ce B3eMa CPEJHOTO AapUTMETHYHO OT AyOiupainute
oIpeielIsIHKS, KaTo Cce MpPEeJBIKIA MOBTOPSIEMOCTTa HAa YCIOBHUATA Ja
€ 3aJI0BOJIUTEITHA.

PesynraTeT ce m3paszsiBa 10 emHa mudpa cien AeceTHYHATA 3areTas.

6) PesyntarhT ce m3passiBa COPSAMO CYXOTO BEIIECTBO Ype3 H3MON3BAHETO
Ha ¢opmynara:

100
S To-0U = MacjIeHuUs TIPOLIEHT Ha eKCTPAKTa CIPSIMO CYXOTO BEILIECTBO,
KBIETO:
S = e mNpouUeHTBT HA EKCTPAaKTa CIPAMO IPOJYKTa, CIOpEeX
HOJIy4eHHUTE pe3ynratH (Bux Oyksa a)),
U = e HeroBoTO ChABPXKAHHE Ha BIAKHOCT U JICTJIMBH BEIICCTBA.
IloBTOpsieMocT

Pasnukata Mexay €IHOBPEMEHHO MM OBbP30 eaHO ciel  JpYyro
MPOBEJEHUTE OT ChIIUSA AHAIUTUK AyONMpaIly OHpeleisHus He TpsOBa
na npesumasa 0,2 g xekcaHoB ekcTpakT Ha 100 g ot mpobata.

AKO TOBa yCJIOBUE HE € yJOBJICTBOPEHO, AHAIU3BT CE MOBTAPS C APYTH JBE
ONHUTHU YacTH. AKO M B TO3HW Cilydail pa3nukarta mpeBumasa 0,2 g, 3a
pe3yaTar ce mpueMa CpeJHOTO apUTMETHYHO OT YETHPUTE OMNpPENENISHUS.
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4.1.

4.2.

4.3.

4.4.

4.5.

4.6.

5.1.

5.2.

TIPHJIOJKEHHUE XVI
OINPEJEJSIHE HA HOAHOTO YUCJIO

OBXBAT

Hacrosimmust Me)x;[yHapoz[eH CTaHAapT onpeaeciiet METO 3a OIIPEACIISTHETO
Ha WOTHOTO YHUCJIO HA YXUBOTUHCKUTE H PaCcTUTEIIHM Ma3HUHU U Macia,
Hapu4aHu I10-40J1y Ma3HUHU.

OIIPEAEJIEHUE

3a uemute Ha MexIyHapojHUs CTAaHAApT Cce€ Ipujara CileJHOTO
onpesie/ieHUE:

1i00H0 uucio. Macata Ha abcopOupaHusi OT mpodaTa HOM MpU YCIOBUSATA
Ha paboTa, ONpeleNicHH B HACTOSIINS MeXIyHapoIeH CTaHIapT.

Honnoto umcno ce uspasssa B rpamose iox Ha 100 g ot mpobara.

[MPUHIIAII

PasTBapsiHeTo Ha yacT OT npobara B pa3TBOPUTEI U 100aBsIHE HA PEaKTUBA
Ha Buiic. Cnen ompeneneHo Bpeme, go0aBsiHE Ha Pa3TBOP Ha KajHeB
HOAMI M BOZAa M TUTPYBaHE C Pa3TBOP Ha HATPUEB THOCYI(aT.

PEAKTUBU

Bcewnuku PECaKTUBU TpH6Ba Ja ca C TIIpU3HATO 3a aHaAJIUTUYHHA LCIH
Ka4eCTBO:

600d, B ChOTBETCTBUE ¢ M3nckBaHuaTa Ha ISO 3696, Kauectso 3.

Kaaues tiooud, pasreop or 100 g/l, koliTo He ChAbpKA HOTAT WM
CBOOOIEH HOI.

ckopbsina, pasTBop.

CwmecBar ce 5 g pasrBopuma ckopbsuia ¢ 30 ml Boma, Tasu cmec ce
npubass kbM 1 000 ml kunsma BoAa, Bapu ce B NPOXBIDKEHHE HA TPU
MHHYTH U C€ OCTaBs []a CE OXJIaJH.

Hampues muocyagam, CTaHAApTeH BOJIyMETPUYCH pasTBoOp
¢(Na,S,03.5H,0) = 0,1 mol/l, crannapTu3upaH He MoBe4Ye OT CEIEeM JIHU
npean ymnorpeda.

pasmeopumern, IPUTOTBEH YpPE3 CMECBAHETO HAa paBHU obemMu OHUKJIOXCKCaH
1 OL€THA KHCCIIMHA.

peaxmug Ha Buiic, cbabpikail HOJeH MOHOXJIOPUJA B OLETHA KHCEJIHMHA.
CrnenBa J1a ce M3IO3Ba peakTUB Ha Buiic OT ThproBckara Mpeika.

AIIAPATYPA

OOuKHOBeHa J1abOpaTopHa amaparypa |, MO-CIeIUaIHO, CICAHOTO:

CMBKACHU MEPUMENHU IbIICUYKU, TIOAXOSIIINA 3a 4acTTa OT mpobara u 3a
nocrassiHe B kojoute (5.2.).

epaenmaiieposu koabu, ¢ BMectumoct 500 ml, cHabaeHU ChC 3aImymIanKu
OT HUIM(OBAHO CTHKIO U HAIBIHO CYXH.

MNOAIOTOBKA HA ITPOBATA

XoMoreHnusupaHata npoba ce IMoJCyIIaBa BbpXy HaTpueB cyindar U ce
¢urtpupa.

XO/J] HA OITMTA

Yacr or mpobara

Macata Ha yacTTa OT mpoOara Bapupa B 3aBHCHMOCT OT OYaKBaHOTO
MOHO YMCIIO, KAKTO € MOKa3aHo B Tabimua 1.
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Tabruya 1
OuyakBaHo OAHO YHCIO Maca a npoSara
(8

10-MaJIko OT 5 3,00

5 o 20 1,00

21 nmo 50 0,40

51 no 100 0,20

101 mo 150 0,13

151 mo 200 0,10

Teruno Ha mpobGara ¢ ToyHocT 110 0,1 mg B cThKiIeHa MepHuTeNHa Yarika (5.1)
Onpenensite

IIpobara ce nocrass B konba ot 500 ml (6.2.). Hobasst ce 20 ml Pa3rBop
(4.5), 3a ma ce pastBopsar MmasHuHmTe. J[006aBAT ce TouHO 25 ml or
peaktmBa Ha Bmiic (4.6.), cmara ce 3amymanka, paskiama ce
ChABPKAHUETO M Kojbara ce mocraBs Ha TbMHO. He ce wusmonssa
MUIeTa 3a YCTHO IMOJaBaHe 3a peakTuBa Ha Buiic.

Io chumst HaYMH Ce MPUTOTBS Mpa3Ha mpoba ¢ Pa3sTBOPUTET M PEaKTHB,
0e3 u3NMuTHA Tpooda.

IIpobu, xouro mMar iHonmeH kiamaH mox 150, konmOuTe ce OCTaBAT Ha
TBMHO 3a €OUH 4Yac; 3a Te3d C HomeH KiamaH Hax 150 u 3a
MOJIUMEPH3UPAHN TPOJAYKTH HWJIM HPOAYKTH, OKHCICHH B 3HAYUTEIHA
CTEIeH, Ce OCTaBAT 3a JBa vaca.

KoM kpast ce nobasst 20 ml xanmueBo-iiogen pa3rsop (4.2.) u 150 ml Boma
(4.1.) kpM Besika KoJOa.

TurpyBa ce ¢ cranaapreH obemeH pa3tBop oT coaueB Tpuodocdar (4.4.),
JIOKATO KBJITHAT LBST IBJDKAIL Ce Ha Homa moutd u3desHe. JlobGassar ce
HSKOJKO KamKH OT pa3TBop Ha ckopOsuia (4.3.) U TUTpyBaHETO
[POIBIDKABA, TOKATO CHHHUST LBST M34E3HE Cle[ CHEPTHYHO PasKiallaHe.

Beneoicka: Jlomycka ce MOTEHLIMOMETPUYHO ONpEJENsHE B KpaliHATA TOUKA.
bpoii Ha onpenensuusTa
IIpaBsT ce ABe ompeneNsIHHA HAa ChIIaTa Ipoda.

H3PA3SIBAHE HA PE3YJITATA

WonuuaT KiIamaH ce M3passiBa upes uspasa

12769 C (Vl - Vz)
m

KbACTO:

¢ = e nudpposara CTOWHOCT Ha TOYHATA KOHLEHTPALMS, B MOJI Ha JIUTHP,
Ha U3NOJI3BAaHWSA CTaHJapTeH OOEMEH coaueB TpHodochareH
pa3tBop (4.4.).

V,;= e uudposara cToHOCT Ha obeMa, B MWJIMJIMTPH, HA CTaHAAPTHHS
obemen comueB Ttpuodocharen pastBop (4.4.), U3MON3BaH 3a
mpasHara mpooa.
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V,= e uudposara cToHHOCT Ha 0OeMa B MUIIUIATPH, Ha CTaHAAPTHHS
obemeH coaueB TpuodochareH pastBop (4.4.), HM3MON3BAaH IIpH
OIIPEICISIHETO

m = e uuppoBara CTOMHOCT Ha Macara, B rpamoBe oT mpobara (7.1.).

Karo pesynrar ce OTYMTa CPEJHO APUTMETUYHO OT IBETC ONPEHCIIHMS,
IpH YCIOBHME Y€ M3MCKBAaHETO 3a MoBTopsieMocT (9.2.) e cra3seHo.
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VYMil11
HIPUJIOJKEHUE XVII

METO/ 3A OIIPEJAEJIAHE HA CTUI'MACTAJJMEHA B
PACTUTEJIHU MACJIA

1. LEI

OmnpenensHe Ha CTUTMACTAIHCHH B PACTUTEIHH MAacia, ChIbP)KAIH HUCKH
KOHLCHTpAllMd Ha  TE3d  BBIJICBOAOPOOM W  MO-CIICHHATHO B
HEOOpabOTEeHOTO MACIHHOBO Macjio (virgin) ¥ B CypOBOTO MAaCIHHOBO
MAaciio OT OCTaTh4eH MaTepHal.

2. OBXBAT

CraHgapThT MOXeE [a ce TpHjara 3a BCHYKH PACTUTEIHH Maciia, BBIIPEKU
Ye W3MEpBaHUATA Ca HAACKIHH CaMO KOraro ChIABPKAHHETO Ha TE3H
BbrieBogopoan ¢ Mexay 0,01 u 4,0 mr/kr. MeroasT € o0coOeHO
MOJXOISIM 32 OTKPUBAHE HA HalnW4nMe Ha pauHUPAHU PACTUTEIHH Macia
(OT MaciuHH, OCTATHYEH MATepHUal, CIIBHYOIJIE, MAIMOBH SIIKA U T.H.) B
HEoOpabOTeHOTO MaciaMHOBO Macio (virgin), ThH Karto paduHHpaHUTE
Macia ChIbpXKAaT CTUTMACTaIUEeHH, a HeoOpabOTEHOTO MACIMHOBO MAcio
HE ChIBPXKA TAKHBA BEIIECTBA.

3. IMPUHLIMAIT

Hsonupane Ha HeocalyHBallM ceé cheAuHeHHs. OTjelsHe Ha CTEpPOMJHA
BBIVICBOJOPOAHA (hpaKkuus MMOCPEICTBOM KojOeHa Xxpomarorpadus BbpXY
CHJIMLIMEB TeJl U aHau3 IOCPEJCTBOM KalujspHa ra3oBa XpomaTorpadus.

4. AITAPATYPA

4.1. Enpyserku 250 mu1, mogxosum 3a ynotpeba ¢ KOHIEH3aTOp ¢ OOpaTHO
OTTHYAHE.

4.2. Orpenurennu ¢ynuu ¢ kanauurer 500 mu.
4.3. Ilwumera ¢ kpbrao ApHO U BMectumocT 100 ML
4.4. PoTanuoHeH W3MapuTel.

4.5. Crpkiena xpomatorpadcka kombda (¢ BbTpenieH auamersp ot 1,5 mo 2,0
cM u BucounHa 50 cM) ¢ Te(IIOHOBO pa3KIOHEHHE W 3alyliagka OT
CTBKJICHA BJIAKHECTA BaTa WJIM AUCK OT CHHTEPOBAHO CTBKJIO Ha JBHOTO.
3a 5a ce mMOAroTBM Kojbara OT CHJIMIMEB Tell, Ce HajlMBa XEKCaH B
xpomarorpadckara Koida [0 AbI00YMHA MPUOIU3UTETHO 5 CM W Cliel
TOBa CE HambJBa C Kalla OT CHIMIMeB reix B xekcaH (15 rpama B 40
MJI), C TIOMOINTa Ha YacTW OT XekcaH. M3wyakBa ce ma ce yram U ce
OBBPIIIBA YTAasBAaHETO C TMpuiIaraHe Ha Jeka BuOparwms. JlobaBs ce
aHXMAPUAEH HATpueB cyiadar no BucounHa mnpubnmsurenHo 0,5 cM u
HaKpasi Ceé OTMMBA M3JIUIIHUAT XEKCaH.

4.6. Ta30B xpomarorpad C JETEKTOp Ha IUIAMBKOBA HOHM3AaIMs, MOHTHPaH Ha
KOJIOHAaTa pa3feleH WIH CTYJCH HHXKEKTOp M IIel] ¢ BB3MOXHOCT 3a
nporpamupane B pamkure Ha £ 1 °C.

4.7. KanunspHa konba oT pas3roneH CHIMIMI 3a rasoa Xxpomarorpadus (c
BbTpenieH auamersp ot 0,25 no 0,32 MM Ha IbIDKMHA 25 M), MOKpHUTA C
5-mpoueHTHa (a3za oT (EeHUIMETUICUIUKOH, ¢ AebenuHa Ha cinost 0,25 MM.
3abeneosicka 1:

Morar na ce HM3MOA3BAT JAPYyrM KOJIOM C aHAJIOIMYHA WM I10-HUCKa

HOJISIPHOCT.

4.8. UHTerpupamio H pETHCTPHPANIO YCTPOHCTBO C BB3MOXKHOCT  3a
UHTErpUpaHe Ha 0a3oBa JIMHUA-0a30Ba JMHUS.

4.9. MukpocnpunioBka or 5 g0 10 min 3a rasoBa Xxpomarorpadus ¢
LUMEHTHPaHa UTJIA.

4.10. Enexrpuuecka mem| WiH KOTJIOH.



1991R2568 — BG — 09.08.2012 — 024.001 — 100

VYMil11
5. PEATEHTU

Bcewnuku pearcHTu ca C Ka4eCTBO Ha aHaJIMU3H, OCBEH aKO HE € MOCOYCHO
Apyro. H3nons3Ba ce JCCTUJIMpaHa BOJa WM BOJAa C NOHE €KBHUBAJICHTHA
YuCTOTA.

5.1.  XekcaH WM CMeC OT aJIKaHU C HHTEpPBAJ Ha TOYKATa Ha 3aBHPaHE OT 65 10
70 °C, necTuiMpaHy ¢ M3MpPaBUTENHA KOJOHA.

Babenexcka 2:

PastBopuTeNaT ce mecTwiupa, 3a Ja ce OTCTPAHAT CTPAHUYHUTE HMPHUMECH.
5.2. 96 v/v (00eMHHM 4acTH) €TaHOJI.
5.3. OO6e3BomHeH HaTpueB cyidar

5.4. AnkoxojeH pa3TBOp Ha KanueB xuupookuc Ha 10 %. Jlobasere 10 mi Bozma
kbM 50 T KanueB XUAPOOKHUC, pa30bpKaiTe U CiIel TOBa Pa3TBOPETE CMECTa
B era”on a0 500 muL.

3abenexncka 3:

AJIKOXOJIHUAT NOTall cTaBa Kadss mpu mpecrosBane. Toil ce MpUroTBs
©KEeTHEBHO M C€ MasM B JOOpe 3amyIlIeHH IIMIIETa OT ThMHO CTBKIIO.

5.5. Cununues ren 60 3a komoHHa xpomatorpadus, or 70 mo 230 orBopu Ha
curoro (Mepk, pedeperunss Ne 7734 unu cxonna).

3abenescka 4:

OOMKHOBEHO CHJIMIMEBUAT Tel MOXKE Ja Ce H3I0JI3Ba IHUPEKTHO OT
KOHTeiiHepa, 0e3 kakBaro W na Owiao o60paborka. Hskom mnapruan
CHJIMIIMEB Tell Morat obaye 1a MOKaKaT HUCKA aKTHBHOCT B PE3yJITaT Ha
jgomo  xpomarorpadeko  cemapupane. Ilpy  ToBa  00CTOATENCTBO
CHJIMIMEBHAT Tel ce 00paboTBa IO CleTHMS HAuMH: AKTHBHpa ce
CHJIMIIMEBHSAT TeJl MOCPEICTBOM 3arpsiBaHe B NMPOIBIDKCHHE Ha MUHUMYM
yetupu 4aca npu temnepatypa 550 °C. Cnex 3arpsiBaHETO CHIMLUEBHSIT
rej ce NocTaBs B CyIIMJIEH Inkad, TOKAaTo ce OXJaau W Clie]l ToBa ce
NpPEeXBBPIIS B eMpyBeTKa Cbe 3amymanka. Jobassar ce 2 % Boma u ce
paskiama, JOKaTo Bede HE Ce BIKAAT Oy4YKM M NpaxbT ce JABHKH
CBOOOIHO.

AKO MapTUIUTE CHUITMIKEB el JOBEIaT JO XPOMATOrpaMH C HENpaBUIIHU
[HMKOBE, CWIIMLMEBUAT Iel ce 00paboTBa Taka, KaKTO € YKa3aHO IHO-Tope.
Karo anrepHaTrBa MOXeE Ja Ce HM3I0JI3Ba M3KIIIOUUTEIHO YHCT CHUIIHLIUCB
ren (Mepk, pedepentms Ne 7754).

5.6. W3zxomen pastBop (200 ppm) Ha xonecta-3,5-nueH (Curma, 99 % umucrora)
B xekcad (10 mr B 50 mu).

5.7. CranpapreH pa3TBOp Ha XonecTa-3,5-IMeH XeKcaH ¢ KoHIeHTpauus 20
ppm, MOJy4YeH C pa3pexaHe Ha TOPHHS Pa3TBOP.

3abenexcka 5:

PasrBopute 5.6 m 5.7 ca CTabWiHM 3a MEPUOJ OT MHUHHMYM YETHPHU
MecelH, ako ce mas3sT npu Temmeparypa mon 4 °C.

5.8. Pa3rBop Ha n-HOHaKO3aH B XEKCaH C KOHIEHTpAuus HPHOIUZUTEITHO
100 ppm.

5.9. Ta3-Hocuren 3a XpomarorpadusTa: XeNuid WIX BOAOPOL C YHCTOTA
99,9990 %.

5.10. IlomomHM ra3oBe 3a JAETEKTOpa Ha IUIAMbUHA WHOHM3AIUS: BOAOPOA C
grctoTa 99,9990 % 1 mpedncTeH BB3MYX.
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6. MMPOLIEAYPA
6.1. IloaroroBka Ha HeoCAyHBAIIW ce MaTepuu

6.1.1. TIperernere 20 + 0,1 r macno B mmme c¢ BMmectumoct 250 mu (4.1),
nobaBere | Mi  craHmapTeH pasTBOp Ha  xonecrta-3,5-guen (20
MHKporpamMa) M 75 M 10-mpoLEHTeH alKoXoleH moram  (KaiueB
KapOoOHaT), MocTaBeTe OOpaTHHs XJIAJHUK U HarpeTe N0 JIEKO KHUIICHE B
npoabipkenne Ha 30 MuHyTH. OTcTpaHeTe INHMIIETO, ChIbPIKAILO
MOCTpaTa, OT HarpeBaTeis M OCTAaBeTe Pa3TBOpa JIEKO Ja ce oxjaau (He
OCTaBsiliTe Ja ce OXJaJU HAaIBIHO, Thii KaTo MOCTpaTa IUE C€ yTau).
Jlobasere 100 M1 BoJa M MpexBBPIETE pa3TBOpa B cemapupaia (yHus
(4.2) ¢ nmomomra Ha 100 Mn xekcan. Paskmamaiite CHIIHO cMecTa B
npoab/bkenne Ha 30 CeKyHAM M OCTaBeTe Jia ce cemapupa.

3abenexncka 6:

Ako ce NOJIydyu €MYJICHUSA, KOATO HE HU3YC3Ba 61>p30, ce ,H06aB}IT MaJIKu
KOJIM4YE€CTBa €TAaHOJI.

6.1.2. TlpexBbpiiere BopHaTa (haza OTHONY BBB BTOpa cemapupama (yHusS u
n3Binedere oTHOBO cbc 100 mi xekcan. OcraBs ce monHara ¢asa naa
n3Teye Olle BEAHBK W C€ MPOMHUBAT TPHU ITBTU EKCTPAKTUTE OT XEKCaH
(koMOMHMpPaHO B Jipyra OTAessIa (yHHs), KaTo BCEKH ITBT CE M3IOJI3BAT
100 mi cmec ot eranon u Boxa (1:1), moxaro Obae mocrturHara Qasa c
HeyTpanHo pH.

6.1.3. TIpokapBa ce XeKCaHOBUST pa3TBOp Ipe3 aHXuApuaeH HatpueB cyndart (50
r), npomuBa ce ¢ 20 MJ XEKCaH U Ce M3MapsiBa B POTALMOHEH M3MapHUTEl
npu temneparypa 30 °C mpu HaMalleHO HajAraHe, JOKaTO M3ChXHE.

6.2. Otneasine Ha (paKkUUsi OT CTepoHIeH BbHIJIEBOIOPOX

6.2.1. B3ema ce octaTpkbT B Koibara 3a ()paklMOHUpPAHE C IOMOILITA Ha JBE
gact mo | MJI XekcaH, IpoKapBa ce IpoOaTa HO Kkoindara, KaTto ce
OCTaBs HHMBOTO HAa pa3TBOpa Ja MajHEe JO MAKCUMyMa Ha HAaTPHEBUS
cynpar U ce 3amoyBa XpoMaTorpadCKoTo CIIOMpPAaHE C XEKCaH C
HPUONU3UTENIHA CKOPOCT Ha IHOTOKa 1 Mi/MuH. VI3XBBpIST ce NBbpBUTE
25 po 30 mu emroaT M clle]] TOBa ce B3eMa ciiejsamuara (paxuus ot 40
mi. Cnen ToBa B3erara ()pakuusi ce ciiara B enpyBeTKa ¢ KPBIVIO ABHO U
Bmectumoct 100 M (4.3).

3abenexcka 7:

ITbpBata ¢pakiys chabpika HacHUTeHUTE BbriieBonopoau (durypa la), a
BrOopara (pakousi — crepounHure. [lo-HaTaTHIIHOTO emouMpaHe aBa
CKB&JEGH M CBBP3aHH C HEro ChCTaBKUM. 3a [Ja C€ IOCTHTHE J00po
cermapupaHe MeXIy HACHTCHHTE W CTEPOMIHUTE BBIJICBOAOPOAH, €
HeoOXOAMMO Jla ce ONTUMHU3MpaT obemuTe Ha (pakuuuTe. 3a LenTa
0o0eMbT Ha mbpBaTa (paknus ce peryidpa Taka, Ye KOraro ce
aHanu3Mupa BropaTa (pakius MaKCUMYMHTE, NIPEICTABISIBAIM HACHTCHHUTE
BBIIICBOJIOPOHM, Aa ca HHUCKM (B (urypa 1B); ako Te He ce MOSBAT, a
WHTEH3UTETHT HA CTAHAAPTHHS MAaKCUMyM € HHUCBK, TpsOBa 1a ce HaMalu
00eMbT. BbB BCEKHM Cilydaid, IBJIHOTO CEHapuUpaHe MEXIy KOMIIOHCHTHTE
Ha IbpBaTa M BTOpara (pakiys € M3JIUIIHO; Thil KaTo HE ce ToJydYaBa
MIPUIIOKPUBaHE Ha MAaKCHMyMHTE Tpe3 Bpeme Ha aHanmm3a Ha GC, ako
ycnoBusita Ha GC ce perynmupaT 1o HauumHa, mocoueH B 6.3.1.
Onrtumu3anusara Ha obemMa Ha BTopara (pakiys, ako BTopara (pakius
[0 MPUHLOMI HE € Heobxoauma Karo mo0pa cemapamusi, craBa CbC
ClIeNBAIINTE KOMIIOHEHTH. Bbmpeku ToBa o0aue, NPUCHCTBHETO Ha
rojJsiM MakCHMyM @pU BpeMe Ha 3aJbpikaHe I0-MajJKo C Okojo 1,5
MHHYTH CHPSIMO CTaHJAPTHOTO CE IbJDKM Ha CKBaJeHA M € IOKa3aTenl 3a
JIOIIa cenaparys.

6.2.2. W3mapere BTOpaTa (pakiysd B POTALHOHEH H3MApHTEN IPH TeMIepaTypa
30 °C npu HaMaJleHO HaJlraHe, JAOKAaTO U3ChXHE M HEe3a0aBHO Pa3TBOPETE
ocrarbka B 0,2 MI XekcaH. 3amaseTe pa3TBOpa B XJIAAWIIHUK O aHANIH3a.

3abenesxcka 8:

Ocratpim 6.1.3 u 6.2.2 He TpsiOBa 1a ce AbPXKAT B CYXO ChCTOSIHUE U IIPU
craifHa Temmeparypa. Benmara miom ObaaT moiyueHu, ce mobaBs
Pa3TBOPBT M Pa3TBOPUTE CE MA3AT B XJIAJUIHHK.
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6.3. T'azoBa xpomatorpadus

6.3.1. PaboTHHU ycioBHS 3a pa3[eleHO MH)KEKTHPaHE:
— TeMrneparypa Ha umxekropa: 300 °C,
— Temmeparypa Ha gerektopa: 320 °C,

— HMHTErpaTop-perucTpaTop: napaMeTpuTe 3a MHTETPHPAHE CE ONPEIEIIsT
M0 TaKbB HAYWH, Ye [a JajarT MpaBHIHA OLCHKA Ha 30HUTE.
IIpenopbsuBamMe METOJ Ha MHTETPHPAHE ,,0a30Ba TMHUI-0a30Ba JTHHUS,

— YYBCTBUTEJIHOCT: HpI/I6J'II/ISI/ITCJ'IHO 16 ObTH oT MHUHHUMAaJIHATa
YYBCTBUTECIIHOCT,

— KOJMYECTBO MHXXEKTHPAH Pa3TBOP: | MHUKpPOIHUTEHD,

— mem; ¢ BB3MOXKHOCT 3@ HPOrpaMHMpaHe Ha  TeMIepaTypHTe:
mbpBoHavyanHo 235 °C B NpOABIDKEHHWE HA LIECT MHHYTH M Clel
ToBa yBeiudeHue ¢ 2 °C/muHyTa, 10KaTo ce pocturHar 285 °C,

— HWHKEKTOp ¢ JlenuTen Ha moroka 1:15,
— HOCHTEN: XeIMH WM BOJOpoX ¢ Hausrane okono 120 kPa.

Te3n ycnoBusi Moratr Jga ce peryjupar CIOpel XapaKTepuCTHKaTa Ha
xpomaTtorpada M KOJOHATa, Taka 4e Ja Ce IOoIy4aT XpOMaTOrpamH,
OTroBapsIlIM HAa CICJHUTE M3UCKBAHMS: BBTPELICH CTaHAAPTEH MAKCHUMyM
B paMKHTE Ha OKOJO MEeT MHUHYTH OT BpEMETo, IMmocoueHo B 6.3.2;
BBTPEUIHUAT CTAHAAPTCH MaKCUMyM TpsiOBa na ¢ muHuMyM 80 % or
IIBJIHUS Mamai.

Cucremara 3a ra3oBa xpomarorpadus ce HpoBepsiBa, Karo Ce MHKEKTHPa
CMeC OT H3XOJAEH pa3TBOp Ha xosectaaueH (5.6) m pa3TBOp Ha n-
HoHako3aH (5.8). MakcumymMbpT Ha Xonecra-3,5-muMeHa TpsiOBa na ce
HOSIBM Hpeau n-HoHako3aHa (¢urypa 1B); ako ToBa He CTaHe, MOraT Ja
ce TMpeanmpueMar JBe ISHCTBHS: a ce HAMalld TeMIepaTypaTa Ha MHelTa
W/WIK J1a Ce U3IO0JI3Ba MO-MAJIKO IMOJISIPHA KOJIOHA.

6.3.2. Unentuduxanus Ha MakCUMyMma

BoTpemHusAT cTaHmapTeH MAaKCHMYM C€ TOSIBSIBA cJell OKoJo 19 munyTH, a
3,5-CTUrMacTaiueHbT — CJIeJ OTHOCHTEIHO BPeMe Ha 3aJbpiKaHe OT OKOJO
1,29 munytu (Bwx ¢urypa 16). 3,5-cTrurmacragueHbT Ce MOIydYaBa C
MaJKH KOJHMYECTBA H30Mep M OOMKHOBEHO JIBETE BEIIECTBA CE€ EIoupar
3ae[JHO KaTo eIMH-eJUHCTBEH XpoMarorpad)eH MakcuMyM. Bbmpeku ToBa
obaye, ako KOJIOHAaTa € TBbPJE MOJISIPHA MJIM MMa BHCOKA pa3JeiuTeNnHa
CIOCOOHOCT, U30MEPBT MOXKE JIa C€ MOSIBU KaTO Mal'bK MAaKCUMyM HpeIH U
OIIM3KO 0 TO3W Ha cTUrMacta-3,5-mueHa (purypa 2). 3a ma ce rapanTupa,
4Ye CTHIMAacTaJMeHUTe C€ eJIIOMpaT KaTo eIMH MaKCUMyM, Ouxme
Npenopbhyaid Jla 3aMEHUTE KOJIOHATa WIM C TaKaBa, KOSTO € IO-MaJIKo
MOJISIPHA, WM UMA TO-TOJSIM BBTPELICH JTHaMEThP.

3abenexcka 9:

CpaBHHUTEIIHA CTHTMACTaIWCHH MOXETE Ja IONyYdTe OT aHauM3a Ha
pabUHUPAaHO 3ENCHYYKOBO MAcCio, KaTO M3IOJ3BATE MO-MAIKO KOJIHYECTBO
moctpa (1 mo 2 rpama). CTHrMacTajiMieHHTE JaBaT OYEOMEH U JIECHO
OIIPECISIEM MAaKCHMYM.

6.3.3. KonuuecTBeH aHamu3

ChIbpXKAHUETO HA CTUTMACTAJUEHH ce Ompesens Mo cieaHara Qgopmysa:

A
A

S
MI/KT CTUrMacCTaauCHUu =

x M,
]
CXMO
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KBICTO!: As = 30Ha Ha MakCMMyMa Ha CTUI'MaCTaJUCHUTEC (aKO
MakKCUMyMBT € PpeHIeH B JBa  HU30MEpa,
CyMHpaP’ITC 30HHUTC Ha JBaTa MaKCI/IMyMa),

A. = 30Ha Ha BBTPELIHUS CTaHAAPT (XOJIECTAJUEH),
M, = wmaca Ha n0o0aBeHHS CTaHIAPT, B MUKPOTPaMOBE,
M, = Maca Ha B3€TOTO Macllo, B TPaMOBE.

I'panunna Ha orkpusane: okono 0,01 mr/xr.
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®urypa 1

lazoBu Xxpomarorpamu, IIOJy4Y€HM OT MOCTPH Ha MAacJIMHOBO Macllo,
QHAIM3MPAHU Ha KalWIspHA KOJIOHA OT CTONEH CHWIIMLMH (BBTpELIEH AUAMEThp
0,25 MM Ha 25 M), OKpUTH ¢ HEeHUIMETWICHINKOH 5 %, nebenuna Ha ciost 0,25
MHKPOMETpA.
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a) IIspBa dpakmust (30 mur) or HEoOpabOTEHO MACIMHOBO MAcio, C MPBCKH OT
CTaHAAPTHO MACIMHOBO MAclIo.

6) Bropa ¢pakums (40 mu) or macmuHOBO Macio, cbabpxkan] 0,10 Mr/kr
CTUrMacTaIieHH.

B) Bropa ¢pakmus (40 mur), chabpiKalia Majlka 4acT OT ITbpBaTa (hpaKius.

STIG-3,5

L8.

isomer

r - N TWHY § a

|
0 10 20 min

®urypa 2

I'a3oBa xpomarorpama, mojyueHa OT MOCTpPa Ha paUHUPAHO MACIMHOBO MAcio,
aHanu3upaHa Ha konoHa DB-5, mokasBama n3omepa Ha 3,5-cTUrmactagueHa.
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ANNEX XVIII

DETERMINATION OF TRIACYLGLYCEROLS WITH ECN 42
(DIFFERENCE BETWEEN HPLC DATA AND THEORETICAL
CONTENT)

1. Scope

Determination of the composition of triacylglycerols (TAGs) in olive
oils, in terms of their equivalent carbon number by differences
between the analytical results obtained by high performance liquid chro-
matography (HPLC) and the theoretical content, calculated starting from
the fatty acid composition.

2. Field application

The standard is applicable to olive oils. The method is applicable to the
detection of the presence of small amounts of seed oils (rich in linoleic
acid) in every class of olive oils.

3. Principle

The content of triacylglycerols with ECN42 determined by HPLC
analysis and the theoretical content of triacylglycerols with ECN42 (cal-
culated on the basis of GLC determination of fatty acid composition)
correspond within a certain limit for pure oils. A difference larger than
the values stated in the Regulation for each type of oil points out that the
oil contains seed oils.

4. Method

The method for calculation of theoretical content of triacylglycerols with
ECN42 and of the difference between the HPLC data and this one
essentially is made by the coordination of analytical data obtained by
means of other methods: it is possible to distinguish three phases: deter-
mination of fatty acid composition by capillary gas chromatography,
calculation of theoretical composition of triacylglycerols with ECN42,
HPLC determination of ECN42 triacylglycerols

4.1. Apparatus
4.1.1. Round bottom flasks, 250 and 500 ml.

4.1.2. Beakers 100 ml.

4.1.3.  Glass chromatographic column, 21 mm internal diameter, 450 mm
length, with cock and normalized cone (female) at the top.

4.1.4. Separator funnels, 250 ml, with normalized cone (male) at the bottom,
suitable to be connected with the top of the column.

4.1.5. Glass rod, 600 mm length.
4.1.6. Glass funnel, 80 mm diameter.
4.1.7.  Volumetric flasks, 50 ml.
4.1.8. Volumetic flasks, 20 ml.
4.1.9. Rotative evaporator.

4.1.10. High performance liquid chromatography, allowing thermostatic control
of column temperature.

4.1.11. Injection units for 10 pl delivery.

4.1.12. Detector: differential refractometer. The full scale sensitivity should be at
least 10™* units of refractive index.
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4.1.13. Column: stainless steel tube 250 mm length and 4,5 mm internal
diameter packed with 5 pm diameter particles of slica with 22 to
23 % carbon in the form of octadecylsilane (note 2).

4.1.14. Recorder and/or integrator.

4.2. Reagents

The reagents should be of analytical purity. Elution solvents should be
de-gassed, and may be recycled several times without effect on the
separations.

4.2.1.  Petroleum ether 40 to 60 °C chromatographic grade.
4.2.2. Ethil ether, peroxides free, freshly distilled.

4.2.3. Glass chromatographic elution solvent: mixture petroleum ether/ethil
ether 87/13 (v/v).

4.2.4. Silicagel, 70-230 mesh, type Merck 7734, with water content stan-
dardized at 5 % (w/w).

4.2.5. Glass wool.
4.2.6. Acetone.
4.2.7. Acetonitrile.

4.2.8.  HPLC elution solvent: acetonitrile + acetone (proportions to be adjusted
to obtain the desired separation; begin with 50:50 mixture).

4.2.9. Solubilization solvent: acetone.

4.2.10. Reference triglycerides commercial triglycerides tripalmitin, triolein,
etc.) may be used and the retention times thence plotted in accordance
with the equivalent carbon number, or alternatively reference chroma-
tograms obtained from soya oil, mixture 30:70 soya oil/olive oil and
pure olive oil (see notes 3 and 4 and figure 1, 2, 3, 4).

4.3. Sample preparation

As a number of interfering substances can rise false positive results, the
sample must always be purified according to IUPAC method 2.507, used
for determination of polar substances in oxidised oils.

43.1. Chromatographic column preparation

Fill the column (4.1.3) with about 30 ml of elution solvent (4.2.3), then
introduce inside the column some glass wool (4.2.5) pushing it to the
bottom of the column by means of the glass rod (4.1.5).

In a 100 ml beaker, suspend 25 g of silicagel (4.2.4) in 80 ml of elution
mixture (4.2.3), then transfer it inside the column, by means of a glass
funnel (4.1.6).

To ensure the complete transfer of silicagel inside the column, wash the
beaker with the elution mixture and transfer the washing portions inside
the column, too.

Open the cock and let solvent elute from the column until its level is
about 1 cm over the silicagel.
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432. Column chromatography

Weigh with the accuracy of 0,001 g, 2,5 £ 0,1 g of oil, previously
filtered, homogenized and anhydrified, if necessary, in a 50 ml
volumetric flask (4.1.7). Solve it in about 20 ml of elution solvent
(4.2.3), if necessary, slightly heat it to make the dissolution easily.
Cool at room temperature and adjust the volume with elution solvent.

By means of a volumetric pipette, introduce 20 ml of solution inside the
column prepared according to 4.3.1, open the cock and let solvent elute
to the silicagel layer level.

Then elute with 150 ml of elution solvent (4.2.3), adjusting the solvent
rate at about 2 ml/min (150 ml will take about 60 to 70 minutes to pass
through the column).

The eluated is recovered in a 250 ml round bottom flask (4.1.1)
previously tared in an oven and exactly weighted. Eliminate solvent at
reduce pressure (Rotavapor) and weigh the residue that will be used to
prepare the solution for HPLC analysis and for methyl ester preparation.

The sample recovery from the column must be 90 % at least for extra
virgin, virgin, ordinary refined and olive oil categories, and a minimum
of 80 % for lampante and residue olive oils.

4.4. HPLC analysis

44.1. Preparation of the samples for chromatographic
analysis

A 5 % solution of the sample to be analysed is prepared by weighing 0,5
+ 0,001 g of the sample into a 10 ml graduated flask and making up to
10 ml with the solubilization solvent (4.2.9).

442. Procedure

Set up the chromatographic system. Pump elution solvent (4.2.8) at a
rate of 1,5 ml/min to purge the entire system. Wait until a stable base
line is obtained. Inject 10 pul of the sample prepared as in 4.3.

443. Calculation and expression of results

Use the area normalization method, i.e. assume that the sum of the areas
of the peaks corresponding to TAGs from ECN42 up to ECNS52 is equal
to 100 %. Calculate the relative percentage of each triglyceride using the
formula:

% triglyceride = area of peak x 100 / sum of peak areas.

The results are to be given to within at least two decimal places.

Note 1: The elution order can be determined by calculating the
equivalent carbon numbers, often defined by the relation ECN = CN-
2n, where CN is the carbon number and n is the number of double
bounds, it can be calculated more precisely by taking into account the
origin of the double bond. If n,, n; and n;, are the numbers of double
bonds attributed to oleic, linoleic and linolenic acids respectively, the
equivalent carbon number can be calculated by means of the relation of
the formula:

ECN = CN - dol’lo - d]l’l] - dlnnln’
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where the coefficient do, d; and d;, can be calculated by means of the
reference triglycerides. Under the conditions specified in this method,
the relation obtained will be close in:

ECN = CN - (2,60 n,) - (2,35 ny) - (2,17 ny,)

Note 2: Examples: Lichrosorb (Merck) RP 18 Art 50333

Lichrosphere or equivalent (Merck) 100 CH18
Art 50377.

Note 3: With several reference triglycerides, it is also possible to
calculate the resolution with respect to triolein:

o = RT' / RT triolein

by use of the reduced retention time RT' = RT - RT solvent.

The graph of log o against f (number of double bonds) enables the
retention values to be determined for all the triglycerides of fatty acids
contained in the reference triglycerides — see figure 2.

Note 4: The efficiency of the column should permit clear separation of
the peak of trilinoein from the peaks of the triglycerides with an adjacent
RT. The elution is carried out up to ECN52 peak.

Note 5: A correct measure of the areas of all peaks of interest for the
present determination is ensured if the second peak corresponding to
ECNS50 is 50 % of full scale of the recorder.

4.5. Calculation of triacylglycerols composition
4.5.1. Determination of fatty acid composition

Fatty acid composition is catried out by means of the EEC gas chroma-
tographic method reported in Annex X A of Regulation (EEC) No 2568/-
91, by means of a capillary column. The methyl esters preparation is
carried out according to Annex X B (sodium methylate alcohol
solution).

4.52. Fatty acids for calculation

Glycerides are grouped by their equivalent carbon number (ECN), taking
into account the following equivalencies between ECN and fatty acids.
Only fatty acids with 16 and 18 carbon atoms were taken in consider-
ation, because only these are important for olive oil.

Fatty acid (FA) Abbif:iat' Mv(sil;glllltar ECN
(MW)

Palmatic acid P 256,4 16
Palmatoleic acid Po 2544 14
Stearic acid S 284,5 18
Oleic acid (0] 2825 16
Linoleic acid L 280,4 14
Linolenic acid Ln 278,4 12
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4.5.5.

Conversion of area % into moles for all fatty acids

) P_%areaP ) s_%areaS les P _ % area Po
moles P = —o—— moles § = —-—— moles Po = —
)]
% o % L % L
moles O = % moles L = % moles Ln = %
Normalization of fatty acids to 100 %
moles P * 100
les % P(1,2,3) =
moles % P(1,2,3) moles(P + S + Po + O + L + Ln)
moles S * 100
les % S(1,2,3) =
moles % S§(1,2,3) moles(P + S + Po + O + L + Ln)
moles Po x 100
les % Po(1,2,3) =
moles % Po(l1,2,3) moles(P + S + Po + O + L + Ln)
)
moles O * 100
les % O(1,2,3) =
moles % O(1,2,3) moles(P + S + Po + O + L + Ln)
moles L % 100
les % L(1,2,3) =
moles % L(1,2,3) moles(P + S + Po + O + L + Ln)
les Ln x* 1
moles % Ln(1,2,3) = moles Ln » 100
moles(P + S + Po + O + L + Ln)
The result gives the percentage of each fatty acid in moles % in the
overall (1,2,3-) position of the TAGs.
Then the sum of the saturated fatty acids P and S (SFA) and the
unsaturated fatty acids Po, O, L and Ln (UFA) are calculated:
moles % SFA = moles % P + moles % S
3)
moles UFA = 100 — moles % SFA
Calculation of the fatty acid composition in 2- and
1,3- positions of TAGs
The fatty acids are distributed to three pools as follows: two identical for
1- and 3- positions and one for 2- position, with different coefficients for
the saturated (P and S) and unsaturated acids (Po, O, L and Ln).
4.5.5.1. Saturated fatty acids in 2- position [P(2) and S(2)]
moles % P(2) = moles % P (1,2,3) %0,06
(4)
moles % S(2) = moles % S (1,2,3) x0,06
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4.5.5.2. Unsaturated fatty acids in 2- position [Po(2), O(2), L(2) and Ln(2)]:

moles % Po(1,2,3)

moles % Po(2) = oles % UFA

% [100 — moles % P(2) — moles % S(2)]

moles % O(1,2,3)

moles % O(2) = moles %UFA

% [100 — moles % P(2) — mol % S(2)]

()
les % L(1,2,3
moles % L(2) = %A)(U/F/;) % [100 — moles % P(2) — moles % S(2)]
les % Ln(1,2,3
moles % Ln(2) = % 100 — moles % P(2) — moles % S(2)]
4.5.5.3. Fatty acids in 1,3-positions [P(1,3), S(1,3), Po(1,3) O(1,3), L(1,3) and
Ln(1,3)]:
les % P1,2,3 — moles % P(2
moles % p1,3 — moles % P12, : moles % P(2) 1 oles % P(1,2,3)
les 9 1,2,3) — moles ¢ 2
moles % S(1,3) = moles % S(1, ’32) moles % S(2) + moles % S(1,2,3)
les % Po(1,2,3) — moles % Po(2
moles % Po(1,3) = moles % Po(l, ’2) moles % Po(2) + moles % Po(1,2,3)
(6)
les % O(1,2,3) — moles % O(2
moles % O(1,3) — moles % OCL, 2) moles % O2) , otes % 0(1,2,3)
les % L(1,2,3) — moles % L(2
moles % L(1,3) = moles % L(1, ’32) moles % L(2) + moles % L(1,2,3)
les % Ln(1,2,3) — moles % Ln(2
moles % Ln(1,3) = moles % Ln(1, ’2) moles % Ln(2) + moles % Ln(1,2,3)
45.6. Calculation of triacylglycerols
4.5.6.1. TAGs with one fatty acid (AAA, here LLL, PoPoPo)
moles % AAA — moles % A(1,3) = moles % A(2) * moles % A(1,3) )
10000
4.5.6.2. TAGs with two fatty acids (AAB, here PoPoL, PoLL)
moles % AAB — moles % A(1,3) * moles % A(2) * moles% B(1,3) * 2
10000
(8)

moles % A(1,3) *moles % B(2) *moles % A(1,3)

les % ABA =
moles % 10000
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4.5.6.3. TAGs with three different fatty acids (ABC, here OLLn, PLLn, PoOLn,

PPoLn)

moles % ABC =

moles % BCA =

moles % CAB =

moles % A(1,3) * moles % B(2) *moles % C(1,3) *2

moles % B(1,3) *moles % C(2) * moles % A(1,3) *2

10000

moles % C(1,3) *moles % A(2) x moles % B(1,3) *2

10000

4.5.6.4. Triacylglycerides with ECN42

S.

6.
4.5.1.

The following triglycerides with ECN42 are calculated according
equation 7, 8 and 9 in order of expected elution in HPLC (normally
only three peaks).

LLL

PoLL and the positional isomer LPoL

OLLn and the positional isomers OLnL and LnOL

PoPoL and the positional isomer PoLPo

10000

PoOLn and the positional isomers OPoLn and OLnPo

PLLn and the positional isomers LLnP and LnPL

PoPoPo

SLnLn and the positional isomer LnSLn

PPoLn and the positional isomers PLnPo and PoPLn

The triacylglycerides with ECN42 are given by the sum of the nine
triacylglycerols including their positional isomers. The results to be

given with at least two decimal places.

Evaluation of the results

The calculated theoretical content and the content determined by the
HPLC analysis are compared. If the difference between HLPC data
minus theoretical data is greater than the values states for the appropriate
oil category in the Regulation, the sample contains seed oil.

Note: Results are given to within one decimal figure.

Example (The numbers refer to the sections in the text of the method)

Calculation of moles % fatty acids from GLC data

(area %)

The following data are obtained for the fatty acid composition by GLC:

FA P S Po O L Ln
MW 256,4 284,5 2544 282,5 280,4 2784
area % 10,0 3,0 1,0 75,0 10,0 1,0
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45.5.1.

Conversion of area % into moles for all fatty acids

10
lesP=—— = 9 les P
moles 7 0, 03900 moles
1 =— = 1054 1
moles S 7 0,0 054 moles S
les Po = ! = 0,00393 les P
moles Fo 54, s moles Po
moles O = —— = 0,265 les O
= = 49 m
oles s s oles
moles L = 71 = 0,03566 les L
= = m
oles 7 s oles
les Ln = ! = 0,003594 les L
moles Ln 7 s moles Ln
Total = 0,35822 moles TAGs

Normalization of fatty acids to 100 %

0,03900 moles P *x 100

moles % P(1,2,3) = 0.35822 moles 10, 888%
moles % S(1,2,3) = 0’010075;;;2;1::1’; 100 _ 5 9449
moles % Po(1,2,3) = = 003?; Sglgzlefn(I:E: 190 _ 1 007%
moles % O(1,2,3) = 0’260574395;“2;1‘23; 100 _ 74 113%
moles % L(1,2,3) = 0’03;63658“;;1:;; 100 _ 9 956%
moles % Ln(1,2,3) = 2 0037525?20216:;12: 190 _ 1 003%
Total moles % = 100,0 %

Sum of the saturated and unsaturated fatty acids in the 1,2,3- position
of TAGs

moles % SFA = 10,888 % + 2,944 % = 13,831 %
moles % UFA = 100,000 % - 13,831 % = 86,169 %

Calculation of the fatty acid composition in 2- and
1,3- positions of the TAGs

Saturated fatty acids in 2- position [P(2) and S(2)]

moles % P(2) = 10,888 % * 0,06 = 0,653 moles %

moles % S(2) = 2,944 % * 0,06 = 0,177 moles %

See formula (1)

See formula (1)

See formula (1)

See formula (1)

See formula (1)

See formula (1)

See formula (2)

See formula (2)

See formula (2)

See formula (2)

See formula (2)

See formula (2)

See formula (3)

See formula (3)

See formula (4)

See formula (4)
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4.5.5.2. Unsaturated fatty acids in 1,3-position [Po(1,3), O(1,3), L(1,3) and

4.5.5.3.

Ln(1,3)]

moles % Po(2) = %
moles % O(2) = %
moles % L(2) = %
moles % Ln(2) = %

(100 — = 0,659 — 0,177) =

% (100 — — 0,659 — 0,177) =

« (100 —— 0,659 — 0,177) = 11,458 moles %

% (100 — = 0,659 — 0,177) =

1,263 moles % See formula (5)

85,295 moles % See formula (5)
See formula (5)

1, 154 moles % See formula (5)

Fatty acids in 1,3-positions [P(1,3), S(1,3), Po(1,3), O(1,3), L(1,3) and

Ln(1,3)]

moles % P(1,3) = 1()78882& 10, 888
moles % S(1,3) = w 2,944
moles % Po(1,3) = M 1,097
moles % O(1,3) = 74”32& 74,113
moles % L(1,3) = w

moles % Ln(1,3) =M 1,003

Calculation of triacylglycerols

16,005 moles %

4,327 moles %

1,015 moles %

9,956 = 9,205 moles %

0,927 moles %

See formula (6)
See formula (6)
See formula (6)
68,522 moles % See formula (6)

See formula (6)

See formula (6)

From the calculated fatty acid composition in sn-2- and sn-1,3- positions

(see above):

FA in 1,3-pos. 2-pos.

P 16,005 % 0,653 %

S 4,327 % 0,177 %

Po 1,015 % 1,263 %

68,522 % 85,295 %

9,205 % 11,458 %

Ln 0,927 % 1,154 %
Sum 100,0 % 100,0 %

the following triacylglycerols are calculated:

LLL

PoPoPo

PoLL with 1 positional isomer

SLnLn with 1 positional isomer

PoPoL with 1 positional isomer
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PPoLn with 2 positional isomers

OLLn with 2 positional isomers

PLLn with 2 positional isomers

PoOLn with 2 positional isomers.

4.5.6.1. TAGs with one fatty acid (LLL, PoPoPo)

9,205% * 11,458% 9, 205%

mol % LLL =

1,015% * 1,263% * 1,015°
mol % PoPoPo = — Yo x 1,263% %

4.5.6.2. TAGs with two fatty acids (PoLL, SLnLn, PoPoL)

1,015% * 11,458% * 9,205% * 2

1 % PoLL LLPo =
mol % Po + 0 10000

9,205% * 1,263% x 9,205%

0, —
mol % LPoL = 10000

4,327% + 1,154% % 0,927% * 2

D —
mol % SLnLn + LnLnS = 0000

0,927% * 0,177% 0,927 %
10000

mol % LnSLn =

1,015% * 1,263% * 9,205% * 2

1 % PoPoL LPoPo =
mol % PoPoL + oPo 10000

1,015% * 11,458% = 1,015%

1 % PoLPo —
mol % PoL.Po 10000

4.5.6.3. TAGs with three different fatty acids (PoPLn, OLLn, PLLn, PoOLn)

16,005% * 1,263% * 0,927% 2
10000

mol % PPoLn =

0,927% * 0,653% x 1,015% * 2
10000

mol % LnPPo =

1,015% * 1,154% = 16,005% * 2

0,
mol % PoLnP 10000

10000 = 0,09708 mol LLL

10000 = 0,00013 mol PoPoPo

See formula (7)

See formula (8)

0,02141

0,01070
0,03211 mol PoLL

0,00093

0,00002

0,00095 mol SLnLn

0,00236

0,00118
0,00354 mol PoPoL

See formula (9)

0,00375

0,00012

0,00375

0,00762 mol PPoLn
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68,522% + 11,458% * 0,927% * 2

19 LLn = =
mol % OLLn 10000 0,14577

0,927% * 85,295% % 9,205% * 2

0,
mol % LnOL 10000

= 0,14577

9,205% * 1,154% = 68,522% * 2
mol % LLnO = 10000 = 0,14577

0,43671 mol OLLn

16,005% * 11,458% = 0,927 % + 2

mol % PLLn = 10000 _ 0,03400
0,927% % 0,653% * 9,205% * 2
mol % LnPL = 10000 _ 0,00111

ol % Linp — 2:205% 1,15;1003)0; 16,005% * 2 _ 0.03400

0,06911 mol PLLn
1,015% = 85,295% * 0,927% x* 2

1% PoOLn — -
mol % PoOLn 10000 0,01605
0,927% * 1,263% # 68,522% 2
1% LnPoO = = ’ ’ -
mol % LnPo 10000 0,01605
68,522% * 1,154% % 1,015% * 2
mol % OLnpo — 00:522% * 1,154% « 1,015% = 001605

10000
0,04815 mol PoOLn

ECN42 = 0,69540 mol TAGs
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®@urypa 1: Kpusa na nozapumvm b cnpsamo f (6poam na Osotinume 6pw3Ki)

Ststst
+05 T
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o
+025 +
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PPP StStLn

-025 A

StLnLn

-05

LnLnLn

S T

Bpoiit Ha IBoVHMTE BPB3KY (1)

3abenexcka: La = napunosa kucenuna, My = opexoBa KucenuHa; P = puiunona
KucenuHa; St = creapuHOBa kucennHa; O = MacIMHOBA KHCEIIMHA;
L = nenena kucenuna, Ln = coeBa KucelnHA.
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®urypa 2: Coeso macno
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®urypa 4: Macrunogo macino
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ANNEX XIX

DETERMINATION OF ALIPHATIC ALCOHOLS CONTENT BY
CAPILLARY GAS CHROMATOGRAPHY

1. OBIJECT

The procedure describes a method for the determination of aliphatic
alcohols content in oils and fats.

2. PRINCIPLE OF THE METHOD

The fatty substance, with 1-eicosanol added as internal standard, is
saponified with ethanolic potassium hydroxide and then the unsapo-
nifiable matter extracted with ethyl ether. The alcoholic fraction is
separated from the unsaponifiable matter by chromatography on a
basic silica gel plate; the alcohols recovered from the silica gel are
transformed into trimethylsilyl ethers and analysed by capillary gas

chromatography.
3. EQUIPMENT
3.1 250 ml round-bottomed flask fitted with a reflux condenser having

ground-glass joints.
3.2. 500 ml separating funnel.
3.3. 250 ml round-bottomed flasks.

34. Chromatographic tank for thin-layer chromatographic analysis, for glass
plates of dimensions 20 x 20 cm.

3.5. Ultraviolet lamp having a wavelength of 366 or 254 nm.
3.6. 100 pl and 500 pl microsyringes.

3.7. A cylindrical filter funnel with a G3 porous septum (porosity 15 to 40
um) of diameter approximately 2 cm and a depth of some 5 cm, with an
attachment suitable for filtration under vacuum and a 12/21 male ground
glass joint.

3.8. 50 ml vacuum conical flask with a 12/21 ground-glass female joint
which can be fitted to the filter funnel (3.7).

3.9. A 10 ml test tube with a tapering bottom and a sealing stopper.

3.10.  Gas chromatograph for use with a capillary column, and provided with a
splitting system composed of:

3.10.1. Thermostatic chamber for columns (column oven) to hold the
temperature desired with a precision of + 1 °C.

3.10.2. A temperature-adjustable injection unit with a persilanised glass vapo-
rising element.

3.10.3. A flame ionisation detector and converter-amplifier.

3.10.4. Recorder-integrator for operation with the converter-amplifier (3.10.3),
with response time not exceeding one second and with variable paper-
speed.

3.11.  Glass or fused silica capillary column, of length 20 to 30 m, internal
diameter 0,25 to 0,32 mm, with SE-52 or SE-54 liquid phase or equiv-
alent, with a film thickness between 0,10 and 0,30 pm.

3.12.  Microsyringe for gas chromatography, of 10 pl capacity with hardened
needle.

3.13.  Analytical balance sensitive to 1 mg (with 0,1 mg display).
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4.2.

43.

4.4.

4.5.

4.6.

4.7.

4.8.

4.9.

4.10.

4.11.

4.12.

4.13.

4.14.

4.15.

4.16.

4.17.

4.18.

4.19.

REAGENTS

Potassium hydroxide, approximately 2 N ethanolic solution: 130 g
potassium hydroxide (minimum concentration 85 %) is dissolved, with
cooling, in 200 ml distilled water and then made up to one litre with
ethanol. The solution should be stored in a well-stoppered opaque glass
bottle.

Ethyl ether, pure for analysis.
Anhydrous sodium sulphate, analytical purity.

Glass plates coated with silica gel, without fluorescence indicator,
thickness 0,25 mm (commercially available ready for use).

Potassium hydroxide, approximately 0,2 N ethanolic solution; 13 g of
potassium hydroxide are dissolved in 20 ml of distilled water and made
up to one litre with ethanol.

Benzene, for chromatography (see 5.2.2).
Acetone, for chromatography (See 5.2.2).
Hexane, for chromatography (see 5.2.2).
Ethyl ether, for chromatography (see 5.2.2).
Chloroform, for chromatography.

Reference solution for thin-layer chromatography: cholesterol or phytos-
terols, 5 % solution in chloroform.

0,2 % solution of 2', 7'-dichlorofluorescein in ethanol. Make slightly
basic by adding a few drops of 2 N alcoholic potassium hydroxide
solution.

Anhydrous pyridine, for chromatography.
Hexamethyl disilazane.
Trimethylchlorosilane.

Standard solutions of trimethylsilyl ethers of aliphatic alcohols from Cy,
to C,g. They may be prepared from mixtures of pure alcohols at the time
they are required for use.

A 0,1 % (m/v) solution of 1-eicosanol in chloroform (internal standard).
Carrier gas: hydrogen or helium, gas-chromatographic purity.
Auxiliary gas: nitrogen, gas-chromatographic purity.

PROCEDURE

Preparation of the unsaponifiables

Using a 500 pl microsyringe place, into a 250 ml round-bottom flask, a
volume of 0,1 % 1-eicosanol solution in chloroform (4.17) containing a
quantity of 1-eicosanol approximately equal to 10 % of the aliphatic
alcohols content in that portion of sample to be taken for analysis.
For example, to 5 g of sample add 250 pl of the 0,1 % 1-eicosanol
solution if olive oil and 1 500 pl if olive pomace oil.

Evaporate to dryness in current of nitrogen and then weigh accurately 5
g of the dry filtered sample into the same flask.



1991R2568 — BG — 09.08.2012 — 024.001 — 122

YM19

5.1.2.  Add 50 ml of 2 N potassium hydroxide ethanolic solution, fit the reflux
condenser and heat the apparatus to slight boiling on a steam bath,
stirring continuously throughout the heating process until saponification
has taken place (the solution becomes clear). Continue heating for a
further 20 minutes and then add 50 ml of distilled water through the
condenser. The condenser is then disconnected and the flask cooled to
approximately 30 °C.

5.1.3.  The contents of the flask are quantitatively transferred to a separating
funnel of 500 ml capacity by adding distilled water several times, using
a total of around 50 ml distilled water. Add approximately 80 ml of
ethyl ether, shake vigorously for approximately 30 seconds and allow to
settle (Note 1).

Separate off the lower aqueous phase collecting it in a second separating
funnel. Two further extractions are effected on the aqueous phase, in the
same manner, using each time 60 to 70 ml ethyl ether.

Note 1: Emulsions may be eliminated by adding, using as a spray, small
quantities of ethyl alcohol or methyl alcohol.

5.1.4. The ethyl ether extracts are combined in a separating funnel and washed
with distilled water (50 ml at a time) until the washing water gives a
neutral reaction.

Discard the washing water, dry with anhydrous sodium sulphate and
filter, into a flask of 250 ml capacity which has been weighed
beforehand, the funnel and filter being washed with small quantities
of ethyl ether which are added to the total.

5.1.5. Distil the ether down to a few ml, then bring to dryness under a slight
vacuum or in a current of nitrogen, completing drying in an oven at
100 °C for approximately a quarter of an hour, and then weigh after
cooling in a desiccator.

5.2. Separation of alcoholic fractions

5.2.1.  Preparation of basic TLC plates: the silica gel plates (4.4) are immersed
completely, in 0,2 N potassium hydroxide solution (4.5) for 10 seconds,
and then left to dry for two hours under an extractor hood and finally
placed in an oven at 100 °C for one hour.

Remove from the oven and keep in a calcium chloride desiccator until
required for use (plates treated in this way must be used within 15 days).

Note 2: When basic silica gel plates are used to separate the alcoholic
fraction there is no need to treat the unsaponifiables with
alumina. It follows that all acid compounds (fatty acids and
others) are retained at the origin thereby obtaining both
aliphatic alcohol and terpenic alcohol bands which are both
separated distinctly from the sterol band.

5.2.2. Place a 65/35 by volume hexane/ethyl ether mixture in the plate-
developing chamber to a depth of approximately 1 cm (*).

Close the chamber using an appropriate cover and leave for half an hour
to allow equilibration between vapour and liquid. Strips of filter paper
dipping into the eluent may be affixed to the inside surfaces of the tank
to reduce the development time by approximately one third and obtain
more uniform, regular elution of the components.

(") In these cases in particular, a 95/5 by volume benzene/acetone eluent mixture must be
used to obtain distinct band separation.
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Note 3: The developing solution must be replaced for each analysis in
order to obtain reproducible developing conditions.

5.23.  An approximately 5% solution of unsaponifiable matter (5.1.5) in
chloroform is prepared and 0,3 ml of the solution is streaked as a
uniform strip of minimum thickness, using the 100 pl microsyringe,
on a TLC plate at approximately 2 cm from the bottom of the TLC
plate. Aligned with the origin, 2 to 3 pl of the aliphatic alcohols
reference solution (4.11) are spotted for the identification of the
aliphatic alcohols band after development has been completed.

5.2.4. Place the plate inside the development tank as stated in 5.2.2. The
ambient temperature should be maintained between 15 and 20 °C.
Immediately close the chamber with the cover and allow to elute until
the solvent front reaches approximately 1 cm from the upper edge of the
plate.

The plate is then removed from the development chamber and the
solvent evaporated under a hot air current or the plate is left for a
while under the extractor hood.

5.2.5. The plate is sprayed lightly and evenly with the solution of 2', 7'-dich-
lorofluorescein when the plate is observed under ultra violet light. The
aliphatic alcohols band can be identified through being aligned with the
stain obtained from the reference solution: mark the limits of the band
with a black pencil; outlining the band of aliphatic alcohols and the band
immediately above that, which is the terpenic alcohols band, together.

Note 4: The aliphatic alcohols band and the terpenic alcohols band are to
be grouped together in view of the possible migration of some
aliphatic alcohols into the triterpenic alcohols band.

5.2.6. Using a metal spatula scrape off the silica gel in the marked area. Place
the finely comminuted material removed into the filter funnel (3.7). Add
10 ml of hot chloroform, mix carefully with the metal spatula and filter
under vacuum, collecting the filtrate in the conical flask (3.8) attached to
the filter funnel.

Wash the pomace in the flask three times with ethyl ether (approxi-
mately 10 ml each time) collecting the filtrate in the same flask
attached to the funnel. Evaporate the filtrate to a volume of 4 to 5
ml, transfer the residual solution to the previously weighed 10 ml test
tube (3.9), evaporate to dryness by mild heating in a gentle flow of
nitrogen, make up again using a few drops of acetone, evaporate
again to dryness, place in an oven at 105 °C for approximately 10
minutes and then allow to cool in a desiccator and weigh.

The pomace inside the test tube is composed of the alcoholic fraction.

5.3. Preparation of the trimethylsilyl ethers

5.3.1. The reagent for silylation, consisting of a mixture of 9:3:1 by volume
(Note 5) of pyridine-hexamethyldisilazane-trimethylchlorosilane in the
proportion of 50 pl for each milligram of aliphatic alcohols, is added
to the test tube containing the alcoholic fraction, avoiding all absorption
of moisture (Note 6).
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Note 5: Solutions which are ready for use are available commercially.
Other silanising reagents such as, for example, bis-trimethyl-
silyl, trifluor acetamide + 1% trimethyl chlorosilane, which
has to be diluted with an equal volume of anhydrous
pyridine, are also available.

Note 6: The slight opalescence which may form is normal and does not
cause any interference. The formation of a white floc or the
appearance of a pink colour are indicative of the presence of
moisture or deterioration of the reagent. If these occur the test
must be repeated.

5.3.2. Stopper the test tube, shake carefully (without overturning) until the
aliphatic alcohols are completely dissolved. Stand for at least 15
minutes at ambient temperature and then centrifuge for a few minutes.
The clear solution is ready for gas chromatographic analysis.

5.4. Gas chromatography analysis
5.4.1. Preliminary operations, column packing

5.4.1.1. Fit the column in the gas chromatograph, attaching the inlet end to the
injector connected to the splitting system and the outlet end to the
detector. Carry out a general check of the gas chromatography
assembly (tightness of gas fittings, efficiency of the detector, efficiency
of the splitting system and of the recording system, etc.).

5.4.1.2. If the column is being used for the first time it is recommended that it
should be subjected to conditioning. A little carrier gas is passed through
the capillary column and then the gas chromatography assembly is
switched on and gradually heated until a temperature not less than 20
°C above the operating temperature (see Note 7) is attained. That
temperature is held for not less than two hours and then the assembly
is brought to the operating conditions (regulation of gas flow, split flame
ignition, connection to the electronic recorder, adjustment of the
temperature of the capillary column oven, the detector and the
injector, etc.) and the signal is adjusted to a sensitivity not less than
twice the highest level contemplated for the execution of the analysis.
The course of the base line must be linear, without peaks of any kind,
and must not drift. A negative straight-line drift indicates leakage from
the column connections; a positive drift indicates inadequate
conditioning of the column.

Note 7: The conditioning temperature shall be at least 20 °C less than
the maximum temperature contemplated for the liquid phase
employed.

5.4.2. Choice of operating conditions

5.4.2.1. The guideline operating conditions are as follows:

— column temperature: the initial isotherm is set at 180 °C for eight
minutes and then programmed at 5 °C/minute to 260 °C and a
further 15 minutes at 260 °C,

— temperature of evaporator: 280 °C,

— temperature of detector: 290 °C,

— linear velocity of carrier gas: helium 20 to 35 cm/s, hydrogen 30 to
50 cm/s,

— splitting ratio: 1:50 to 1:100,

— sensitivity of instrument: 4 to 16 times the minimum attenuation,
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— sensitivity of recording: 1 to 2 mV fs,
— paper speed: 30 to 60 cm/h,
— quantity of substance injected: 0,5 to 1 pl of TMSE solution.

The above conditions may be modified according to the characteristics
of the column and of the gas chromatograph to obtain chromatograms
satisfying the following conditions:

— alcohol Cyq retention time shall be 18 = 5 minutes,

— the alcohol C,, peak shall be 80 + 20 % of the full scale value for
olive oil and 40 + 20 % of the full scale value for seed oil.

5.4.2.2. The above requirements are checked by repeated injection of the
standard TMSE mixture of alcohols and the operating conditions are
adjusted to yield the best possible results.

5.4.2.3. The parameters for the integration of peaks shall be set so that a correct
appraisal of the areas of the peaks considered is obtained.

5.4.3. Analytical procedure

5.4.3.1. Using the microsyringe of 10 pl capacity draw in 1 pl of hexane
followed by 0,5 pl of air and subsequently 0,5 to 1 pl of the sample
solution; raise the plunger of the syringe further so the needle is
emptied. Push the needle through the membrane of the injection unit
and after one to two seconds inject rapidly, then slowly remove the
needle after some five seconds.

5.4.3.2. Recording is effected until the TMSE of the aliphatic alcohols present
have been eluted completely. The base line shall always correspond to
the requirements of 5.4.1.2.

5.4.4. Peak identification

The identification of individual peaks is effected according to the
retention times and by comparison with the standard TMSE mixture,
analysed under the same conditions.

A chromatogram of the alcoholic fraction of a virgin olive oil is shown
in Figure 1.

5.4.5. Quantitative evaluation

5.4.5.1. The peak areas of 1-eicosanol and of the aliphatic alcohols Cy, Cy4, Cyg
and C,g are calculated by electronic integration.

5.4.5.2. The contents of each aliphatic alcohol, expressed in mg/1 000 g fatty
substance, are calculated as follows:

A -m,-1000
alcohol x =
A -m
where:
Ax = area of the alcohol peak x

>
|

= area of 1-eicosanol

mg = mass of 1-eicosanol in milligrams

m = mass of sample drawn for determination, in grams.
6. EXPRESSION OF THE RESULTS

The contents of the individual aliphatic alcohols in mg/1 000 g of fatty
substance and the sum of the ‘total aliphatic alcohols’ are reported.
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APPENDIX

Determination of the linear velocity of the gas

1 to 3 pl of methane or propane are injected into the gas chromatograph set at
normal operating conditions and the time taken for the methane or propane to
flow through the column from the instant of injection to the instant the peak
elutes (tM) is measured using a stop clock.

The linear velocity in cm/s is given by L/tM, where L is the length of the column
in centimetres and tM is the measured time in seconds.

5
ol

Figure 1 — Chromatogram of the alcoholic fraction of virgin oil

1

2
3
4
5
6
7
8

Eicosanol
Decosanol
Tricosanol
Tetracosanol
Pentacosanol
Hexacosanol
Heptacosanol

Octacosanol
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IIPUJIO’KEHUE XX

Merton 3a onpejesisiHe HA ChAbP/KAHHETO HA NMapaduHH, METHJIOBH eCTepH
HA MACTHM KHMCEJIMHH H eTWJIOBH €CTepHM HAa MACTHH KHCEJIMHHM 4pe3
KanWwisipHa ra3osa xpomatorpadus

1. LEN

To3u MeToq ce H3MOoN3Ba 3a OHPEAC/SIHE ChABPIKAHUETO Ha BOCBL,
METWIOBH ¥ CTHJIOBH €CTEPH HAa MACTHHM KHCEIHHH B MAaCIHHOBHTE
Mmacina. OTnenHHTE BOCBUM U QIKHWIOBH €CTCPHU CC DA3[ENAT CIOPEX
Oposi Ha BBIVICPOJHUTE aTOMHU. METOABT Ce MpernopbyBa KaTto CPEACTBO
3a pasrpaHH4YaBaHe Ha MACIMHOBOTO MAaciO OT MAacCIHHOBOTO MAacio OT
KIOCIIE U Karo Ka4yecTBEH MapaMeTbp 3a HEOOpPabOTEHUTE MACIHHOBH
Macla C eKCTpa KadecTBO, IPaBeIl BB3MOXKHO OTKPUBAHETO Ha
¢dammuupuIMpaHy cMecH Ha HeoOpaOOTEeHM MACIHHOBHM Macia C eKCTpa
Ka4ecTBO C IO-HUCKOKA4YeCTBEHU, HE3aBUCHMO Jalu ca HeobpaboTeHH
Maciia, Maclia 3a OCBETJICHHE MM O00E3MUPHUCEHH Macia.

2. IMPUHLIMAIT

JlobaBsHe Ha NOAXOIAIIM BBTPELIHM CTaHAAPTH KbM MAacloTO |
pasznensHe upe3 Xpomarorpadus BbPXY KOJOHKAa OT XHIpaTHpaH
cuiukaren. JloOuBaHe Ha eMIOMpaHaTa NPH OMMTHUTE YCIOBUS (paxius
(Ipu MONSAPHOCT, MO-HUCKA OT Ta3H 3a TPHALMIIIIULEPHHUTE) U JUPEKTEH
aHaJIN3 upe3 KallWIApHa ra3zoBa xpomarorpadus.

3. ATIAPATYPA

3.1. EpJaenmaiiepoBa ko.16a, 25 ml.

3.2.  CrbKieHa KOJOHA 3a Te4Ha XpomaTorpadus, ¢ BBTPEIICH AUAMETHP
15 mm, aemxuHa 30—40 cm, obopyaBaHa C KpaHYe.

3.3. TasoB xpomarorpad, moAXOIsll 3a M3MOJ3BaHE C KalWIspHA KOJIOHA,
cHa0leHa CbC CHCTEMA 3a JUPEKTHO IOJaBaHe B KOJOHATa, ChCTOSAL Ce
OT:

3.3.1. TepmocTtaTupaHa meuj ¢ NporpaMupaHe Ha TeMmIilepaTypara.
3.3.2. HmuikeKTOp 3a CTYyAeHO NMyCKaHe 3a JUPEKTHO I10/IaBaHE B KOJIOHATA.
3.3.3. IanaMbYHO-HIOHM3AIUOHEH Je€TEKTOP U yCHJIBAaTeJeH Mpeodpa3yBaTe.

3.3.4. 3anucBam mHTerpartop (3abenexka 1) 3a M3MON3BaHE C YCHIIBATETHHS
npeobpasysaren (Touka 3.3.3), ¢ MHEPTHOCT He MO-royisiMa oT 1 s u ¢
NPOMEHIIBA CKOPOCT Ha TOJaBaHE Ha XapTHSATA.

3abenexncka 1: Korato paHHuTe OT rasoBaTa Xxpomarorpapus ce
BBBEXKIAT C MEPCOHAJIECH KOMIIIOTBD MOXe Ja ce
M3II0/I3BaT KOMITIOTBPU3HPAHH CHCTEMH.

3.3.5. KanuasipHa koJioHa, amopdeH KBapl (3a aHaJu3MpaHe HA BOCBHUMTE
H MeTWJIOBHTE H €THJIOBHTE ecTepH), IbDKUHA OT 8—15 m, BbTpemeH
muamersp 0,25—0,32 mm, ¢ BBTpEmIHO MMOKpHUTHE B TeuHa (asa
(3abenexka 2) mo paBHoMepHa jaebenuua Ha cinos 0,10—0,30 pm.

3abenesxcka 2: 3a uenta ce NMpojaaBaT MOAXOASAIIM TOTOBH TEYHU (ha3u
xaro SE52, SE54 u np.

3.4. MuxkpocnpunnoBka, 10 pl, cbc 3akaneHa uria, 3a JUPEKTHO [10JaBaHE B
KOJIOHATA.

3.5. EJjexkTpuyecku ypel 3a pa3kKjallaHe.
3.6. Poranmonen m3napured.
3.7. Mydeana nemr.

3.8. AHaJuTH4YHA Be3Ha 3a mpeTerjsiHe ¢ ToyHocT A0 0,1 mg.
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3.9.  CranmapTHO 1a00OpaTOpHO OOOpPY/BAHE.

4. PEATEHTU

4.1.  Cunaukaren, pasmep Ha yactuiure — mesh 60—200 um. CunukareasT
ce nocrass B mydennata remr npu 500 °C B mpoab/uKeHHe Ha Hal-Maliko
4 yaca. OcraBg ce Ja ce OXJaa¥ M clea ToBa ce 100aBs 2 % Boja,
OTHECEHO KBM H3IIOJI3BAHOTO KOJIMYECTBO CHiMKaren. Paskiama ce
no0pe, 3a 1a ce XOMOIeHH3Mpa CYCIEH3MSATAa U C€ ObPXKU B CYIIMJIHATA
nmoHe 12 yaca mpeau na ce U3IMOJ3BA.

42. n-xekcaH ¢ xpomartorpadcka UHCTOTa WIM YHCTOTa 33 OCTAaTBK
(uucrorara TpsibBa Aa Obe MpOBEpEHa).

BHUMAHUME — mnapure 3a 3amanumu. Jla ce IObp)KH HACTpaHH OT
U3TOYHUIY Ha TOIUIMHA, UCKPH WM OTKPHUT IuiambK. Jla ce rapanTupa,
4ye OyTWJIKHTE ca BUHAru po0pe 3arBopenu. [Ipu ynorpeba na ce ocurypu
noJaxojdma BeHTHnanusA. Jla ce u304rsa HaTPYNBAHETO HA NMAPU U Ja ce
OTCTPaHAT BCHYKU BB3MOXKHM MPHYMHHUTENN Ha MOXKap, KaTO HarpeBaTely
WIN CNEKTPUYECKH yPeay, KOUTO HE Ca MPOM3BEACHH OT He3amaluM
Matepuas. OmaceH e HpHM BAWIIBAHE, ThH KAaTO MOXE 1a MPUYMHH
YBpEeKJaHEe Ha HEpPBHMTE KJETKU. Jla ce M30sArBa BIMIIBAHETO MM. AKO
€ HeoOXOJMMO Ja ce W3MO0i3Ba IOIXOAAIl amapar 3a aumane. [Jla ce
n305rBa KOHTAKT C OYMTE M KOXKAara.

4.3. EtnnoB erep, xpomatorpagcka 4HCTOTA.

BHUMAHUE — cunHo 3amanuM W Jieko TokcuueH. IIpenmsBuksa
Jpa3HeHe Ha Koxara. BpexmeH mnpu BaumBaHe. Moke na NpHIMHHI
yBpexxaaHe Ha ounte. EdextrTe MOXKe na ce MpOosBAT ChC 3aKbCHEHHE.
Moxe na oOpaszyBa B3pHBOONAcHU MpekucH. [lapure 3a 3anmamumu. [la ce
JUbP’KH HACTPaHW OT M3TOYHMIM Ha TOIUIMHA, NCKPU WJIM OTKPHUT IUIAMBK.
Jla ce rapaHTmpa, 4Ye mmMIIeTata ca BHHaru noo6pe 3arBopeHH. Ilpm
ynorpeba na ce ocurypsBa Noaxojsma BeHTmwnamus. Jla ce u30arsa
HATPYNBaHETO HA TAPH M Ja C€ OTCTPAHAT BCHYKHA BB3MOKHHU
NPUYUHATENIN Ha T0XKap, KaTo HarpeBaTelM MM EJICKTPHYECKH ypel,
KOUTO HE Ca MPOM3BENEHH OT He3amanuM Matepuai. Jla He ce u3mapsBa
0 CyX0 WIH MoYTH Ccyxo. JloOaBsHETO Ha BOJA WM IPYT MOIXOJISI
penykTop MOXe 1a Hamaiu oOpasyBaHero Ha mpekuc. Jla He ce mme.
Jla ce u3bsirBa BamiiBaHe Ha mapure. Jla ce u30sArBa MPOABIDKUTEICH
I MHOTOKPATeH KOHTAaKT C KOXKaTa.

4.4. n-xemraH, xpomarorpadcka YHCTOTA, WIK W300KTAaH.

BHUMAHUE — necno 3anamum. Bpenen mpu BaumBane. [a ce mbpxu
HACTPaHH OT M3TOYHHIM Ha TOIUIMHA, NCKPH WIIM OTKPUT Iuiambk. [la ce
rapaHTtHpa, e OyTHIKHTEe ca BUHAru aobpe 3arBopenu. [Ipu ymorpeba na
ce ocurypsiBa mojxonsina BeHTunanus. Jla ce u30sArBa BOuIIBaHE Ha
mapure. [la ce w30sArBa MPOABIKUATETICH HIM MHOTOKPATE€H KOHTAKT C
KOJKaTa.

4.5. CrangapreH pa3TBOp Ha JaypwioB apaxujaar (3aberexcka 3) —
0,05 % (m/V) B xentaH (BbTPEIICH CTaHAAPT 32 BOCHLH).

Babenexcka 3: Moxke na ce U3MOJN3BAT M MAJIMHTHIOB TaJIMHTAT,
MUPHCTHIIOB CTeapaT WM apaxuAuioB Jaypear.

4.6. CrangapTeH pa3TBOpP Ha MeTHJI0B Xentaaekanoat — 0,02 % (m/V) B
XenTaH (BbTPelleH CTAHIAPT 32 METHJIOBH U €THJIOBH €CTEepH).

4.7.  Cynan 1 (1-penunazo-2-nadroJ).
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4.8. I'a3 HocHTea: BOAOPOA WM XeJHil, MPEYUCTEH, YHCTOTA 32 ra3oBa
xpomartorpadus.

BHUMAHUE

Booopoo. JlecnozananuM, Hamupa ce mmoj Hamsrade. [la ce abpxu
HACTPaHM OT M3TOYHMLM HA TOIUIMHA, HWCKPU, OTKPHUT IUIAMBK HIIH
CJICKTPUYECKH ypeAu, KOMTO HE ca MPOU3BEICHH OT He3analuM
Mmarepuan. Jla ce rapaHTMpa, 4ye KiamaTa Ha OyTHIKara € 3aTBOpPEHa,
KOrato T He ce M3mon3Ba. Jla ce M3mos3Ba BUHArM C PeayLHPBEHTHIL.
Jla ce ocBoboam mpyXMHAaTa Ha pPEAYLMPBEHTHIA NPEAUM OTBapsiHE Ha
ki1anata Ha OyTtumikara. [la He ce 3acraBa Npel HM3XOIHHS OTBOP Ha
OyTuikarta mnpu OTBapsHe Ha kiamara. Ilpu ymorpebata nma ce
ocUrypsiBa mojaxozsiia BeHTWnauus. Jla He ce NpexBbpIs BOAOPOA OT
enHa Oytunka B apyra. Jla He ce cmecBaT rasose B Oyrtwikata. [la ce
rapaHTtipa, 4e OyTuikuTe He Morar aa ObaaT mpeoObpHatu. [a ce masst
OT CI'bHYEBA CBETIMHA M HACTPaHM OT M3TOYHMIM Ha ToruuHa. Jla ce
ChbXpaHABaT B KOpPO3MOHHOYCTOifuMBa cpema. Jla He ce wu3MoN3BaT
NOBPEACHU WJIM HECECTUKECTUPAHU 6yTl/IJ'lKI/I.

Xenuii. T'a3, crbcTeH Mo BMCOKO Haisrane. HamalsBa KOJIHMYECTBOTO Ha
KHCIOpoAa 3a [aumuaHe. byTunkara na ce cbhXpaHsBa 3aTBopeHa. [Ipu
ynorpeba na ce ocurypsiBa Mmoaxojsmia BeHTwiauus. [la He ce Biu3a B
CKJIAJIOBH IUIOLIM, OCBEH aKo He ca ¢ moaxonduia BeHTwiauus. Jla ce
W3M0J3Ba BUHATH C pelayuupBeHTWI. Jla ce ocBoOoaM mpykuHaTa Ha
pelyuMpBeHTIIIA NIPeIH OTBapsiHe Ha Kiamara Ha OyTwikara. [la He ce
NpexBbPIIs Ta3 OT eHa OyTuika B apyra. [la ce rapaHtupa, 4e OyTHIKHUTE
He MoraT Ja ObaaT npeodbpHaTH. [la He ce 3acTaBa Ipej U3XOAHHS OTBOP
Ha OyTwiikata Npu OTBapsHe Ha Kiamata. [la ce massar oT ciIbHYeBa
CBCTJIMHA W HACTpaHU OT M3TOYHHLMU Ha TOIUIMHA. )la CE€ CbXpaHsBaT B
KOpPO3HOHHOYCTOUMBa cpena. [la He ce M3MOoI3BaT IOBPENCHU HIIH
HeeTuketupanu OyTwiku. [a He ce BammuBa. Jla ce M3MONI3Ba caMo 3a
TEXHUYECKHU LIEJH.

49. CnoMaraTejJHH ra3oBe:

— BOJOPOJ, IPEUYUCTEeH, C YUCTOTA 3a ra30Ba XpoMarorpagus.
— BB3/YX, IPEUUCTEH, C YUCTOTA 3a ra30Ba XpoMarorpagus.

BHUMAHUE

Bw30yx. T'a3, crbeTeH MO BUCOKO HajsraHe. Jla ce W3mon3Ba ¢ MOBHIIEHO
BHMMaHHE NPH HAJMYHME HAa TOPHMH BEIIECTBA, ThH KaTO TeMIeparypara
Ha camo3arajBaHe Ha MOBEYETO OPTaHHYHU CHEAMHCHUSI BBB BB3IyXa €
3HAUUTEJIHO IO-HUCKAa TPH BHCOKO HajisAraHe. Jla ce rapanrtupa, ue
KJlamaTa Ha LIMIIETO € 3aTBOPEHa, KOorato To He ce u3momsBa. [la ce
U3M0J3Ba BHMHArM penylupBeHTHI. [la ce ocBoOoam mpyKMHAaTa Ha
peIyLMpBEeHTHIIA MIPeId OTBapsiHE Ha Kiamara Ha OyTwikara. [la He ce
3acTaBa IpeJ U3XOAHMS OTBOP Ha OyTHJIKaTa NpH OTBapsiHE Ha Kiamata.
Jla He ce mpexBBpis ra3 oT eaHa Oytuika B apyra. Jla He ce cmecBar
rasoBe B OyTtwikara. Jla ce rapantupa, 4ye OyTHJIKHTE HE Morar aa ObaaT
npeoObpHati. Jla ce massAT OT CiI'bHYEBAa CBETJIMHA M HACTPaHH OT
M3TOYHUIM Ha ToIMHA. Jla ce ChXpaHsABaT B KOPO3MOHHOYCTOHYHBA
cpena. Jla He ce M3MONI3BAT IMOBPEICHH WJIM HEETUKETHPAHH OYyTHIIKH.
Bw3myxbT, npenHasHaueH 3a TEXHMYECKHM LEIM, He TpsOBa J1a ce
B/MILBA WM Jla c€ M3II0JI3Ba 33 ypeau 3a JHUIIaHe.

5. IMPOLEYPA
5.1. IloaroroBka Ha XxpoMartorpafckara KoJIOHa

Cycnienaupar ce 15 g cunmmkaren (Touka 4.1) B n-xekca (Touka 4.2) u ce
mojaBat B KoinoHata (Touka 3.2). OcTaBsl ce Ja ce yTam CaMOCTOSTEIHO.
VTasBaHETO ce 3aBBPIIBA C IOMOIITA Ha EICKTPHYECKH Ype[ 3a pasKiallaHe,
3a ]a ce OCHIYpU IO-TOJsIMa €IHOPOIHOCT HA XpoMarorpad)Ckusi CIOM.
IMepkomupar ce 30 ml n-xekcaH, 3a ja ObIAT OTCTPAHEHW EBEHTYAIHH
oneurcTBaHms. C TOMOIITa Ha aHAIMTHYHA Be3Ha (Touka 3.8) ce mpeTersT
To4HO 500 mg ot mpodara B 25-MWIMIUTPOBa Koitoa (Touka 3.1) u ce nobass
MTOJXOISIIO KOJMYECTBO BBTPEIIEH CTaHAapT (Touka 4.5) B 3aBUCHMOCT OT
MIPEIoIaraéMoTo ChIbPXKAHNWE Ha BOCHLM, Hampumep ce nodass 0,1 mg
JIAypUWIOB apaxuaaT B ciydald Ha MacauHOoBO Macio, 0,25 - 0,50 mg B
ciy9ail Ha Macyio oT MaciuHeHo krocre n 0,05 mg MeTHIIoB XenTajgekaHoaT
3a MacJIMHOBU Macia (Touka 4.6).
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IMoxroreenara mpoba ce HpexBBpis B XpomaTtorpadckara KOJNOHA C
IIOMOIITa Ha JBe YacTH OT Ho 2 ml n-xekcaH (Touka 4.2).

OcraBsi ce pa3TBOPUTENAT Ja CTUTHE JO | mm Hag ropHOTO HUBO Ha
abcopOenra. IlepkomupaT ce JOINBIHMTEIHO N-XEKCAaH/€TUIIOB eTep
(99:1) u ce cpbupar 220 ml npu geOUT OT OKONO 15 Kamku Ha BCEKH
10 cexynmu. (Ta3su ¢pakuous cbIbp’ka METHJIOBUTE M ETHJIOBHTE
ecTepu M BocbuuTe). (3abenexncka 4) (3abenexcka 5).

3abenesxcka 4: Cmecra ot n-xekcan/etwnoB erep (99:1) TpsOsa nma e
MPSICHO MPHUIOTBEHA 3a JICHS.

3abenescka 5: 3a na ce KOHTpOJIMpA BU3YATHO MTPABIIIHOTO EJIIOMpPAHE Ha
BOCBIIUTE, KBM pa3TBOpa Ha INpobaTa Moxe jga Oprar
nobasenn 100 pl ouseruren cyman I (1 %).

Bpemero Ha 3agbpikaHe Ha OLBETHTENS € MEXKIY TOBAa Ha
BOCBIMTE U TpUalIrauuepunute. ClieoBaTeaHo, Korato
OL[BETHTENAT JOCTHUTHE IBHOTO Ha Xpomarorpadckara
KOJIOHA, OTMUBAHETO TpsOBa Ja ObJe HPEKPaTeHO, Tbil
KaToO BCHYKM BOCBHIM ca OMJIM €IIOMpPaHU.

IMonyuyeHute Gpakuun ce W3MapsiBaT B POTALMOHCH H3MAPHUTEN 10 MMOYTH
ITBJIHO OTCTpaHsiBaHe Ha pasrBopuTtens. [locnenuure 2 ml ce oTcTpaHsBar
npu ciada crpys azor. CrOupa ce ppakuusiTa, ChbpKalia METHIOBUTE U
CTHJIOBUTE €CTEPH, KaTo ce paspexaa ¢ 2-4 ml n-XemraH WIH H300KTaH.

5.2. Aunaam3 4ype3 razoBa xpomarorpagusi
5.2.1. Ilpedsapumenna npoyedypa

IocTaBs ce kojoHata B ra3oBusi xpomarorpad (touka 3.3), cBbp3Baiiku
BXOJHHUSL OTBOP KBbM CHCTEMaTa Ha KOJOHATa, a W3XOIHHUS OTBOP KbM
nerekropa. [IpoBepsiBa ce amapaTsT 3a razoBa xpomarorpadus (pabora
Ha Ta30BUTE KOHTYpH, C(EKTHBHOCT Ha JETEKTOpa M 3alucBallara
cucTeMa W T.H.).

AKO KOJIOHAaTa Ce HW3I0JI3Ba 3a IBPBH BT, MPEHOPHUUTENHO € jaa Obae
NpHBe/IeHa KbM KenlaHuTe ycnoBus. [lomaBa ce cinad moTok OT ra3 mpes
KOJIOHATa, CJeJ KOETO ce BKJIIOYBA amapaThT 3a ra3zoBa xpomaTorpadus.
HarpsiBa ce mOCTeneHHO [0 MJOCTHraHe clieJ OKono 4 dvaca Ha
temneparypa 350 °C.

Ta3u Temmeparypa ce TOoUIbpika B IPOABDKEHHE Ha TOHE JBa Yaca, Clel
KOETO arapaTtbT ce peryyupa 3a paboTHH YCIOBHS (pEerysiupa ce NPUTOKBT
Ha ras, 3alajiBa ce IUNIAMbBKbT, CBBP3Ba CE KbM CJICKTPOHHOTO 3aIMCBALIO
ycrpoiictBo (Touka 3.3.4), perynmpa ce TeMmmeparypara Ha IIeITa 3a
KOJIOHATa, Peryyipa ce NEeTeKTOPBT M Ap.). 3alkcBa Ce CHIHAIBT HPH
YYBCTBHUTEJHOCT IOHE /IBa IIBTU MO-BHCOKa OT M3MCKBAHATA 32 AHAIIM3A.
OcHoBHaTa rpaduka TpsOBa na Obae NWHEHHA, 03 KaKBHTO W Ja OWIIO
MHUKOBE, U Ja He ObjJe M3MEeCTeHa.

OTpHHaTCJ’IHO JIMHEHHO M3MECTBaHE TI0Ka3Ba, Y€ CBPB3KUTEC HA KOJIOHATa
HE Ca IpaBUJIHHU, a MOJIOKUTEIIHO U3MECTBAHE IOKa3Ba, Y€ KOJIOHATa HE €
TIpUBE€ACHA MPAaBUIIHO KbBM paﬁOTHI/I ycioBus.

5.2.2. Usbop na pabomnume ycnogus 3a 80CbYU U MEMUIOBU U emuiosu
ecmepu (3abenedxcka 6).

B 0o6uus ciyyaii pabOTHHUTE YCIOBHSI Ca CICIHUTE:
— TemmnepaTypa Ha KoJOHaTa:

20 °C/min 5 °C/min
mepeo 80 °C (1) ————————— 140 °C ———————— 335 °C (20)

— Temneparypa Ha gerextopa: 350 °C.

— Wmxkektupano konmdectso: 1 pl ot pastBopa B n-xentan (2-4 ml).
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— T'a3 HocHTeN: Xenuii WX BOJOPOJ C ONTHMAIIHA JINHEHHA CKOPOCT 3a
CHOTBETHHUS Tra3 (BMK JIOMBJIHEHHE A).

— UYyBCTBHTEITHOCT Ha M3MEpBATEIHUSA YpeA: MOAXO/MIa, 3a Aa Obaar
W3IBIHEHH TOPHUTE YCIOBHSA.

3abenexcka 6: Ilopamm BHCOKaTa KpaiiHa TeMIeparypa ce JIOIycKa
IIOJIOXKUTETHO M3MECTBaHE, HO TO HE TpsAOBa na
Hagsumasa 10 % or oOxBara Ha ckajaTa.

Te3u ycnoBust MoraT na ObJaT NPOMEHSHH CIIOpE] XapaKTepUCTUKUTE Ha
KOJIOHaTa U Ha ra3oBHUs XpoMmaTorpad, 3a 1a ce OTHENAT BCHUKH BOCBLH H
METHJIOBU U €TUJIOBH €CTEPU HAa MACTHU KMCEIMHM U Ja Objie NOCTHUIHATO
3aJI0BOJIMTEITHO MAaKCUMAJIHO pasjeisHe (Buwx ¢urypu 2, 3 u 4) u Bpeme
Ha 3ambpkaHe oT 18 + 3 MUHYTH 3a BBTPEIIHUS CTAHAAPT OT JIAypPHUIIOB
apaxunaT. Hall-npeacTaBUTENHUAT MUK 32 BOCBLMTE TPsIOBa na Obie Hanm
60 % or oOxBaTa Ha cKajlara, a BBTPEIIHMUAT CTAHAAPT OT METHI
XeNTaleKaHoaT 3a METHIOBH W ETHJIOBM ecTepu TpsOBa ga HOCTUTa
o0xBaTa Ha cKajaTa.

HapaMeTpI/ITe 3a HUHTCEIpUPAHC Ha IIMKOBETEC CC€ OIpPEACIIAT II0 TaKbB
Ha4uH, Y€ Ja CC MU3BHPIIU IIpaBUJIHA OLICHKA Ha CHOTBETHUTC IUIOLIU Ha
IIMKOBETE.

5.3. H3BbpmBaHe HA aHAJIU3A

Bsemar ce 10 pl ot pa3rBopa ¢ momornra Ha MUKpocTpuHIoBKa oT 10 pl
KaTo OyTaJoTO ce M3TErJsl J0KATO Wriiata ce u3npasuu. Urnarta ce Bkapsa
B CHCTEMara 3a WHXKCKTHpaHE W C€ M3BBPINBA HHXKEKTHpaHe ObP30 cien
1-2 cexynmu. Crenm okoimo 5 CeKyHIOW WIjlaTa BHUMATETHO C€ HM3TETJs.

3amucBaHETO IpoAbJDKaBa A0 IIBJIHOTO €JIIOMPAaHE Ha BOCBUUTE WA
CTUIMACTaJUCHUTE, B 3aBUCUMOCT OT aHaJIM3MpaHaTa (bpaKHI/ISI.

OcHoBHaTa KpuBa CJI€/iBa BUHAru naa OTroBapsd Ha MOCTAaBCHUTE YCJIOBHA.

5.4. OmnpenensiHe HA MMHKOBeTe

IukoBeTE ce OmpenensIT M0 BpeMeHaTa Ha 3aJbpiKaHe, KaTo ce CPaBHSBAT
C Te3W Ha CMECH Ha BOCBHLH, YHUTO BPEMEHA Ha 3a[bP)KaHE Ca W3BECTHU U
ca aHaIM3WpaHH TPU CHIIATE YCIOBUS. AJIKIJIOBHUTE €CTEPH Ce
pa3no3HaBaT B CMECH Ha METHJIOBH M CTWIOBH €CTEPH IO TJIABHUTE
MACTHH KHCEJIMHH B MAaCIHHOBHTE Macia (ITAJIMHTHHOBA H OJCHHOBA).

Ha ¢urypa 1 e npencraBeHa xpoMarorpama Ha BOCBLIUTE B HEOOPaOOTEHO
MaciauHOBO Macio. Ha ¢urypu 2 u 3 ca mokasanu xpomarorpamuTe Ha
JIBe TPOJaBaHW Ha ApeOHO HeoOpabOTEeHM MAacIMHOBH Macia ¢ eKCTpa
KauecTBO, HOTO C METHJIOBM M €THIOBH ecTepH, a Ipyroro Oe3. Ha
¢urypa 4 ca MokazaHH XpPOMATOrpPaMHUTE 32 HaK-BHCOKOKAYECTBEHO
HEoOpabOTEHO MAcCIMHOBO MAacllo ¢ €KCTpa KayeCTBO M CHILIOTO MAcio C
MUKOBE, Ib/oKany ce Ha 20 % 00e3MHUpHCeHO Macio

5.5. Koan4yecTBeH aHAJIHM3 HA BOCHIUTE

C mnomomura Ha MHTErpaTopa ce ONpeAesT IUIOIMTE HA IHMKOBETE,
CHOTBETCTBAI[M HAa BBTPEIIHMS CTAHIAPT OT JIAYPWIOB apaxuaaT H
amudaraute ecrepu ot Cyg 10 Cyg.

Omnpenenst ce 0OOIIOTO ChABbPKAHME HA BOCHIM, KaTO ce H00aBs BCEKH
OTJIeNIeH BOChK B Mmg/Kg MacTHO BEIIECTBO KAaKTO CJIE/BA:

(ZA,)'m,-1000

Bocsuu, mg/kg = Y
S‘m
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KBJAETO:

Ay = e IuIOlWTa, CHOTBETCTBAI]A HAa IMKAa 3a OTJEIHHUA ecTep, B
OTOpOsIBaHUSITa HA KOMITIOTBPA.

Ay = e miomTa, ChOTBETCTBAIllAa Ha MHUKA 32 BBTPELIHUS CTAHIApT OT
JIaypUIIOB apaxuJaT, B OTOPOSIBAHUATA HA KOMIIOTbPA

mg, = € MacaTa Ha BBTPEIIHMS CTaHIAPT OT JAaypHIOB apaxwuiar, B
MITUTPaMH;

m = e MacaTa Ha B3eTaTa 3a ONpeielIsiHe Npoda, B IpaMoBe.

5.5.1. Konuuecmeen ananus ma memuniogume u emuiogume ecmepu

C mnomomra Ha HHTErpaTtopa ce ONpeiesT IUIOIUTE Ha IHMKOBETE,
CHOTBETCTBAI[M HA BBTPCIIHMS CTAHJAPT OT METWJ XENTa/JeKaHOaT, Ha
METHJIOBUTE ecTepu Ha MactHuTe kucenuHu Ciq u Cig U Ha €TUIIOBHUTE
ecrepu Ha mactHuUTe kKucenuHu Cig u Cyg.

Omnpenenst ce 00LIOTO ChIBPKAHWE HA BCEKH alkWioB ectep B mg/kg
MAacCTHO BELIECTBO, KAKTO CleBa:

A, my 1000
Ectep, mg/kg = X3~
p, mg/kg Am
KBJIETO:
A, = e mijomrTa, ChOTBETCTBAllla HA NMHUKa 3a oTAenHus ecrep Cig U

C,g, B 0TOpOsIBaHHATAa HAa KOMIIIOTBHPA

As = € IuUIouTa, CbOTBETCTBAIlla HA IMHKa 3a BBTPCIIHUA CTAaHAAPT OT
MCTHJIOB XCIITaJCKaHOaT, B 0T6p0HBaHI/IﬂTa Ha KOMIIIOTbpa

ms = € Macatra Ha Il06aBeHl/lH BBTPCUICH CTaHAapT OT METUIIOB
XeNTaeKaHoaT, B MIJIHIPAMH;
m = e MacaTa Ha B3eTara 3a OmpeiensHe mpoba, B IpaMoOBe.

6. W3PA3SIBAHE HA PE3YJITATUTE

3amucBa ce cymara OT ChIBp/KaHWATa Ha OTACTHHTE BOChUM OT Cyg 1O
Cyg (3abenescka 7) B MUIUrpaMy Ha KUJIOTPAM MAacTHO BELIECTBO.

3anucBaT ce CyMHMTEe OT ChIbPKAHUATA HAa METHJIOBUTE U E€TUIIOBHTE
ecrepu oT Cj¢ 10 Cg U cymMapHaTa CTOMHOCT OT JIBETE CYMH.

PesynraruTe cienBa fa 6bIaT U3pa3eHH Upe3 3aKPBIVITHE 0 Hak-OIH3KusA
mg/kg.

3abenexcka 7: CbcTaBKUTE, KOMTO TpsiOBa 1a OBAAT ONpeaeieHU
KOJIMYECTBCHO, CBHOTBCTCTBAT HaA IMMKOBETC C YCTCH
Opoii Bbraeponuu atomu cpen ecrepure Cyy 10 Cyq, B
CHOTBETCTBME C IIPHMEpHAaTa  XpoMarorpama Ha
BOCBLMTE B MAacIMHOBOTO Macio, [OKa3aHa Ha
npuioxeHara ¢urypa. 3a LEIUTe Ha pa3lo3HaBaHETO,
ako ectepbT Cyq € pasjienieH, ce MIpernoppuBa Ja ce
aHanmM3upa (QpakiusATa Ha BOCBLUHUTE Ha Macio OT
MACJIMHOBO KIOCIIE, IIPH KOeTO MHUKBT Cyq € pasmuyum,
3aII0TO € SBHO HpeolazaBarl.

3amicBa Ce CHOTHOLICHHETO HA ETHJIOBUTE €CTEPH KBM METHIIOBHTE
ecTepu
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Queypa 1
IlpumMepHa razoBa XpomMaTorpaMa Ha (GpaKkuusTa HAa BOCHIHTE B MacauHOBO Macio ()
30 00-]] M
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[TnxoBe ¢ Bpeme Ha 3a1bp)kaHe Ha METHIOBUTE M €THIIOBUTE €CTEPH HAa MACTHHU KHCEIMHH OT 5 10 8
MUHYTH

VCIIOBHM 3HAIIU:

I.S. — Jlaypunos apaxunar

1 — JWTEPIICHOBU €CTepH

2+2"  — ecrepu Cy

3+3"  — ecrepu Cyy

4+4"  — ecrepu Cyy

5 — ectepu Cyg

6 = CTEpOJIOBH €CTEPH U TPHTEPIIEHOBHU AJIKOXOIHU

(') Cnen emompaHero Ha CTEpOJIOBUTE €CTEPH, XpoMmaTrorpamara He TpsiOBa Ja ChAbpKA HM3Pa3CHH ITHKOBE
(TpHALIMIITIIUIIEPUHH ).
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Queypa 2

MeTtuiioBu ecTepH, €THJIOBH €CTepH U BOCBIHU B He06pa60TeH0 MacCJIHHOBO MacC/I0

=

VYcaoBHU 3HAINU:

1

A @ > 2 o v A LN

merua Cig

etun Cig

METHWIOB xenTajekanoar I.S.
merun Cg

etnn Cig

CKBaJIeH

nmaypuioB apaxunar LS.
JTUTEPIICHOBH €CTEPU
BOCBIH

CTEpOJIOBH €CTEPH M TPUTEPIICHOBH €CTEPH
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LON BATTERY

Queypa 3

MeTujioBu €CTepH, €TUJIOBH €CTEepH U BOCHLIM B HeOﬁpaﬁOTeHO MacCJIHHOBO MacCja0o C

12-10-87 97: 36:280

TNJECT
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€KCTPpa Ka4eCTBO

VCIIOBHM 3HAIU:

1

A W > » A W oW

METHJIOB XenTajekaHoar 1.S.
metun Cig

etnin Cig

CKBaJICH

naypuioB apaxunat .S.
JIUTEPIICHOBH €CTEPH
BOCBIIH

CTEPOJIOBU €CTepPU M TPUTEPIICHOBH €CTEPH
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Duzypa 4

Yact or XpomaTtorpama 3a HeOﬁpﬁﬁOTe]—[O MaC/JIMHOBO MacCJI0 € €KCTpa KaveCcTBO H
ChINOTO MAaC/J0 C MUKOBE OT oﬁesannceHO MacJjio

23-Mar-2007
C.M. lab 0G2
0E0_20 SoanEle
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Extra Vergine +
20%Deodorato
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DEO_EXTS ScnEw
- h:
1 4
Exira Vergine base
%
| L TP e 5
3800 | 4000 | 4800 | 8000 5800 6000 6800 7000 780 8000 = 850 9000 980 10000

YcnoBHM 3HALU:
1 METHJIOB MupHcTaT I.S.

— METHJIOB MAJIMHUTAT

€TUJIOB MaJIMUTAT

METHJIOB XenTajekaHoar I.S.

— METHJIOB JIMHOJICAT

METHIIOB OJIeat

METHIJIOB CTeapar

— CTUJIOB JIMHOJICAT

€THJIOB OJi€aT

S O 0 N N AW

—

— C€TUJIOB CTE€apar
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Ipunosicenue A
Omnpenesisine HA JIMHEHATA CKOPOCT HA rasa

Wmxextupat ce ot 1 mo 3 pl Meran (Wim npomaH) B ra3oBHs Xxpomarorpad cien
HACTPOMBAHETO My KbM HOpPMAaJIHUTE paboTHHU ycinoBus. M3mepBa ce BpemeTo, 3a
KOETO Ta3bT NPEMHHABa Ipe3 KOJOHATa OT MOMEHTA Ha WHXKEKTHPAHETO My IO
MMOSBSBAaHETO Ha nuka (tM).

Jluneitnata ckopoct B cm/s ce mpecmsita no ¢dopmynara L/tM, kemeto L e
IBIDKMHATA HA KOJNIOHATA B CAaHTUMETpH, a tM e M3MepeHOTO BpeMe B CEKyHIH.



