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VTBEPXJIAIO

Pyxosomurens Penepanbuoit CryxOst
1o Hai30py B cepe 3alHTHI NpaB
notpebuTeneii ¥ Graronomy4us yejaoBeka,
I'naBHbI# rOCYAapCTBEHHBIM CaHUTAPHBIH
Bpau Poccuiickoi denepaunn

A. IO. Tlonoga
22 nexabps 2014 r.

4.1. METO/JIbI KOHTPOJIS1. XUMHWYECKHE ®AKTOPLI

Onpenenenne 0cTaATOYHBIX KOJHYECTB
NPOreKcajuoHa-KaJIbIHs B 3€PHE H COJIOMe
3epHOBBIX KYJbTYP METOXOM BbIcOK03(DhexTHBHOM
KUAKOCTHOH XpomaTorpaduu

MeTtoauuecKne yKa3aHus
MVK 4.1.3234—14

CBUIETENBCTBO O MeTposioruyeckolt arrecraudnm Ne 01.5.04.181/
01.00043/2014.

Hacrosumue MeTtonudeckue yKasaHnHs YCTaHABIMBAIOT NOPANOK NpHUMe-
HeHHs MeTola BhicOKO3(eKTHBHOM XUAKOCTHOH Xpomarorpaduu Ans on-
peneneHus MaccoBOl KOHLEHTPaUMK MporeKcafloHa-KalbLUA B 3€PHE 3ep-
HOBBIX KYNbTYp B AMamna3oHe KoHuentpawuit 0,025—0,5 mr/kr, B cojiome
0,25—2,5 Mr/kr.

MeTonruecKre YKa3aHus HOCAT PeKOMEHAATENIbHbIH XapakTep.

IIporexcaanos-KaJbLHs.

CrpykrypHas ¢opmyna:

o
Q O
ca”
HaC o
O
Kansuuii  3-0kcna0-5-0kCO-4--IPONMUOHMITITHKIIOreKca-3-eHkapOokeH-

nat (IUPAC).
MonexynspHas macca: 250,3.
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Bpytto dopmyna: C;oH;oCaOs.

XMMHYECKH YHCTOE BEHMIECTBO NPEACTABIACT COOOH MEIKOAMCTIEPCHBIH
6enplif mopourok 6e3 3anaxa.

Temnepatypa nnasiennst > 360 °C.

Iaenenne napa 1,33 x 10~ MPa (20 °C).

Koo puuuenT pacnpesenenus B cucreMe H-oktanon—Boga Kow log P =
-2,90.

PactBopuMocTb B Bozie (Mr/am’, 20 °C): 174.

PacTBOpHMOCTD B OPraHMYECKHX PacTBOPUTEILLX (mr/am®, 20 °C): mMeTa-
wojyi— 1,11; ameron — 0,038.

CrabuieH B BogabIx pactBopax ([ Ts, coctarisier 5 nueit npu pH 5,0 u
temnepatype 20 °C u 83 mus mpu pH 9,0). YcroifuuB Kk HarpeBaHHIO 10
200 °C u Bo3aeticTBMIO cosHeyHoro ceeta. pKa 5,15.

Kpamxas moxcuxonozusecxan xapakmepucmuxa. OCTpas opajibHas
TOKCHYHOCTb JULA KpBIC ¥ MbiIIe# > 5 000 mr/xr. [py mOAKO)XXHOM BBEJCHUM
kpsicaM LJso > 2 000 mr/kr. OxasbiBaeT ciaboe pasjapaxaioliee felicTBHe Ha
I71a3a, HO He pa3ApakaeT Koxy (Kposinku). MHransuMoHHas TOKCHYHOCTH IJist
kpslc LCs cocTaBnsieT 4,21 Mr Ha 1 auTp BO3AYXa.

Obnacme npumenerus. Perynarop pocra pacrennii. Henonsiyercs B xa-
YECTBE CPEACTBA OT NONEraHUs MENKO3EPHOBbBIX 311aKkoB. Taloke MOXeET ObiTh
HCIONTB30BaH KaK 3aMEUIUTeNb POCTa ICPHA, 3EMIIHBIX OPEXOB U L[BETOB WJIH
JU1s1 'HTUOMPOBaHKA yIUIMHEHMA HOBBIX TI0OEroB (DPYKTOBBIX HEPEBHEB.

B Poccun s nporekcagMoHa-KaibLiMd YCTaHOBJIEHB! FHTHEHMUECKHe
HOPMATHBbI 1A [I0JOBBIX CEMEUKOBBIX KynbTyp — MY 0,5 mr/kr.

1. MeTponoravecKasi XapakTepHCTHKA MeTOAa

[Tpu coOmoJeHHH BceX perJIAMeHTUPOBAHHBIX YCJIOBUH INpOBEAECHUS
aHaIK3a B TOYHOM COOTBETCTBHHM C JJAHHOH METOAMKON HOrpeLIHOCThL (U ee
COCTaBIAIONINE) PE3YNLTAaTOB U3MEPEHUH NMPU HOBEPHTENHHON BEPOATHOCTH
P =0,95 e npesblluaeT 3HAY€HUH, MPUBEICHHBIX B Tabn. 1, 1J1d COOTBETCT-
BYIOLIHX JHana3oOHOB KOHUEHTPALHii.

Ta6nuua 1

MerposoruyecKkue napaMeTphbl

Jluanaszon | Hokasarens nosro- | [loxazarens | [Toka3a- l'loxasaTenS,
orpesesse- | pieMocTH (OTHOCH- | BHYTpuia- | Telb TOYHOCTH*
O6heKT | MBIX KOH~ | TenbHOe Cpenne- | 6opaTOpHOH | BOCNPO- | (rpaHMLbI OT-
aHanM3a | LEHTPalKi, | KBAaZpaTUYECKOE | MPEUMU3HOH- | H3BOJM- | HOCHTEJILHOM

MI/KT. | OTKIOHEHHE MIOBTO-|  HOCTH, | MOCTH, |MOTPEWIHOCTH),
(mr/am®) | psemoctn), o, % Oray % or, % +3, %
3epHo 0,025—0.,5 7 9 12 23
Conoma 0,25—2,5 7 8 11 22
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*) COOTBETCTBYET pacliupeBHo# HeonpeaeneHHOCTH Uyry. npu xoadduumente
OXBaTa Kk =2,

Tabnuua 2

IlonHoTa M3BJIEYEHNS MPOFEKCAAMOHA, CTAHAAPTHOE OTKJIOHEHME,
NOBEPHUTEIbHBIA MHTEPBAJ CPEHEro pesyabTaTa aus n =20, P= 0,95

_ | Tipenen Juanazon Cpennee . | JloBeputeneHii

AHaeJS:jlg obuapyxe- | onpenense- | 3HaueHHe Eg:gﬁ%_ MHTEpBAJ Cpell-

%%1’ exr | HA% MI/KT | MBIX KOHIIEH- | OnTpesese- Henpe, S | HErO pesynbTara,
(mr/aM®) | Tpamuit, Mr/xr| uus, % > +%
3epHo 0,025 0,025—90,5 80,2 6,6 55
Conoma 0,25 0,25—2,5 79,5 6,7 5,6

2. MeToa u3mMepeHust

MeTtonuKa OCHOBaHa Ha ONpeleeHUU NPOreKCaauOHa-KaibLys N0 CBO-
GOIHOM KHCIOTE MPOreKCcajoOHY METONOM BBICOKOI(D(EKTHBHON JKHUIKOCT-
Holt xpomatorpapuu (BOXX) ¢ ucnons3oBanneM ynbtpaduonerooro (YO)
HETEKTOpa NOC/e ero 3KCTPaKHUUU M3 00paslioB OPraHUYECKHM PacTBOPHTE-
7neM ¢ NoC/eyionteit OUHCTKOM 3KCTPaKTOB Ha KOHUCHTPUPYIOLIMX MaTpOHaX
19 TepaodasHON IKCTPaKLMK, 3aNI0JJHEHHBIX HOHOOMEHBHOM cMONOii.

WnenTrduKaums nporexcagnona NpOBOJMTCH MO BPEMEHM YINEPHKUBa-
1M, KOJNMYECTBEHHOE ONPENENEHNHe — METOJAOM abCcomoTHOM KamubpoBKH.
H3buparenbHocth MeTona obecneynBaeTcs COYETAHUEM YCJIOBUM MOATOTOB-
Ky npo6 ¥ XpomarorpadupoBaHus.

3. CpexcrBa u3Mepenuii, peakTHBBI, BCIIOMOraTeabHble
YCTPOiCTBA H MaTepPHAABI

3.1. Cpeocmea usmepenuii

XunxocTHslit Xxpomarorpad ¢ GplCTpOCKaHu-
pytoruM Y P-gerekropoM, cHabXKeHHbI Aerasa-
TOPOM, aBTOMATHYECKUM NPO6OOTOOPHHKOM H
TEPMOCTATOM KOJOHKH

Bechl aHaJIMTHUIECKHUE C NPENEIOM B3BELINBaHHSA
10 210 r ¥ npeaesioM JOMyCTHMOH NOIPEINHOCTH

0,2 Mr 'OCT 24104—01
Bechl TEXHHYECKHE C TIpeIeIOM B3BELIMBAHMA O

400 r u nonyctuMoi norpemHocTsio 0,1 1 FOCT 24104--01
KosGb1 MepHbie Ha 10, 100 u 1 000 cm® IoCT 23932—90

MHKPO03aTOPbI ONHOKAHATbHbIE IEPEMEHHOTO
o6bema ot 200 10 1 000 Mm> ot 1 10 5 cM®
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ITuneTku rpagynpoBaHHbie 06bemMoM 1, 2, 5 1
10 em’ TOCT 29227—91
Linminapyl Mepueie Ha 50 1 100 cm’ IrOCT 23932—90

TMpumeuanne. Jlonyckaercs MCHOb30BAHUE CPEACTB M3MEPEHMsS C aHANOrvy-
HBIMHM KAH JIy4UIMMA XapaKTEPUCTUKAMH.

3.2. Peakmuent

AUETOHHTpII, K1acc 3, ocy TV 2634-002-54260861—13
Harpuii pochopHokucaslif 1-3aMeleHHbIH

2-BofHbIi (urHapodocdar natpus), 9 I'OCT 245—76

Bopa s 1a60paTopHOro aHanmusa

(6naMCTHINIMPOBAHHAS, NEMOHU30BAHHAS) FOCT P 52501—05
XJIOpHCTBIN METUIICH, X4 TV 2631-019-44493179—98
H-T'excaH, x4 TV 2631-003-05807999—98
Merano, X4 I'OCT 699577

Hatpus runpokcun, 41a I'OCT 4328—77

Hartpuit xsiopucTslif, 4i1a I'OCT 4233—77

Harpuii cepHO-KHCBIH 6e3BOAHBIH, X4 I'OCT 4166—76

CepHast KMCJI0Ta, OCH I'OCT 14262-—-78
OptodocthopHas KUCIOTa, X4 I'OCT 6562—280
MypapbuHas KMCII0Ta, Y I'OCT 5848—73

CTaHaapT NporeKCcafHoHa C COXEPXKaHUeM OC-
HOBHOTO KOMIIOHeHTa 99,6 %
TpudropyxcycHas KucnoTa, 4 TV 6-09-3877—80

Hpumeuanue. JlonmyckaeTcs NCnons30BaHNE PEaKTHBOB C Oonee BHICOKOH KBa-
nudrkalmed, He TPEOYIOMMX JONOTHHTCIEHOH OYMCTKI PaCTBOPHTENEH.

3.3. BcnomozamensHoie ycmpolicmea u mamepuansl

AHanuTyyeckas KOJ0HKa, 3anoHenHas copben-
TOM C NpUBUTO} ha3oH, Brloyaloueil ruapo-
¢unpHyto kapbamaTHyo rpynmy B uenu C18,
(100 x 2,1) mm, 1,7 MKM

BaxyyMHb1#i MAHUITYJIATOD A PaboTsl C NaTpo-
Hamu Ui TBepAoGasHON IKCTPaKLUK

Banna ynbTpa3ByKoBas TV 3.836.008
Bopouxu aboparopasie B-75-110 I'OCT 25336—82
BOpOHKH HeNMTENbHEE 06BemMoM 250 u 500 cv®  TOCT 25336—82
Boponka Broxuepa

omorenusarop MPTYV 42-1505-5-63



MVYK 4.2.3234—14

Kon6el rockoaonssie Ha wimugax KIH 250

29/32 TC I'OCT 25336—382
Kon6bi-KOHUEHTpaTophl eMKkocThio 100 1250 eM® T'OCT 25336—82
Hacoc BomoctpyiHbIi T'OCT 10696—75

[NaTpouns! annoHOOOMEHHbIE LA TBEpAOha3HOH
3KCTpakuuy, Macca copbenra 0,5 r
Poranuorsslf BaKyyMHBIH HCTIAPHUTENL C MEM-
OpaHHBIM HacocoM, 00eCTICUHBAIOLUMM BaKyyM 10
10 mbap
Crakansl Xxumuueckre o6bémom 100, 200 u
500 cM’ I'OCT 25336—82
Hentpudyra ¢ MakcumanbHol paboueit yacToToi
spawenus 4 000 06./MuH
[Mpo6upxy noaUMponuIeHOBbIE LEHTPUDYKHBIE C
KpbllIkaMy 06bemoM 50 cM
Ipumeyanue. Jlonyckaerca npuMeHeHne 060pyAOBaHHA C AaHANOTHYHBIMU WL
NYUYIIUMU TEXHUYECCKHUMU XapaKTEPUCTUKaMHU.

4. TpeGoBaHus 6€30MACHOCTH

4.1.Tlpu nposeneHun paboTel HeoOXoauMO coOMOAATL TpeGOBaHUA
TEXHUKH 6e30MacCHOCTH, YCTAHOBIEHHbIE I paboT ¢ TOKCHYHBIMH, CAKHMH,
nierkoBocmrameHsrommMucs semectsamu (TOCT 12.1.005, TOCT 12.1.007).
Opranuzauus obyuyeHuss paboTHukoB Oe3omacHoctd Tpyaa no J'OCT
12.0.004.

Tlpu BLINONHEHHHM M3MEPEHHUIT ¢ UCTIONB30BAHUEM XKUAKOCTHOTO XpoMa-
Torpada 1 paboTe ¢ NEKTPOYCTaHOBKaMM HEO0OXOAMMO co6M0aaTh NpaBuia
anekrpobesonacHocTy B cootBeTcTBUH ¢ 'OCT 12.1.019—79 u mHCTpyK-
LMAMM 110 IKCIUTyaTaluy NpubopoB.

4.2. IloMemenue nabopaTopuu JOMKHO ObTh 060PYNOBaHO NPHUTOHHO-
BBHITSDKHOH BEHTWJIAMEH, COOTBETCTBOBAaTH TPeOOBaHWAM NOXXapHOH Oe3o-
nachoctd no FOCT 12.1.004—91 u umMeTh CpeAcTBa MOXKApOTYIIEHUsA IO
I'OCT 12.4.009. ConepxaHue BpeIHBIX BEIIECTB B BO3AYXE HE NOIDKHO Npe-
BbILLIATL HOpPM, yCTaHOBIEHHbIX H 2.2.5.1313—03 «[IpenensHo nonyctu-
mule konueHTparuy (I1J1K) BpeHbIX BelecTB B BO3Ayxe paboueif 30HbI».

S. TpeboBanns Kk KBaAH(PUKANHU ONEPATOPOB

H3mepeHHs B COOTBETCTBMU € HACTOSAIICH METONMKOH MOXET BBINOJ-
HATH CHIEIHAIMCT-XMMMK, WMEIOLIHI ONBIT paboTsl METOLOM BbICOKO3(dek-
THBHOM XHAKOCTHOH Xpomarorpaduu, 03HaKOMIEHHbIH C PYKOBOICTBOM MO
3KCIUTyaTallu¥ Xpomarorpaga, OCBOMBLIHII NaHHYK METOAWKY W NOATBEp-
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JOMBIIMH SKCNEPUMEHTANBHO COOTBETCTBME INONY4aeMBIX PE3YNbTaTOB HOP-
MaTHBaM KOHTPOJIA MOrPEeIuHOCTH H3Meperuid no 1. 13.

6. YcaoBus n3mepennii

[Tpy BBINMOMTHEHNH H3MEPEHUI BBINOJIHAIOT CIEAYIOIHE YCIOBHA:

® NpollecChl IPUrOTOBNEHHA PACTBOPOB Y MOATOTOBKH MPOG K aHANH3y
MPOBOAAT NpHU TeMmnepatype Bosxyxa (20 + 5) °C 1 OTHOCUTENBHOMN BIAXKHO-
¢ty He Gonee 80 %,;

e BBHIMOJIHCHUE M3MEPEHHH Ha >XMIKOCTHOM XpOMartorpade NMpOBOAAT B
YCIOBUAX, PEKOMEHAOBaHHBIX TEXHIYECKOH NJOKyMEHTaLueR K npubopy.

7. IloaroroBKa K OnpeNesieHAI)

7.1. Konouyuonupoganue KoJ0HKU

[Tepen HauanoMm paboThl AHATHATIFIECKYIO KOJIOHKY KOHIMIHOHMPYIOT B
NOTOKE NOABIXKHOH azsr (0,3 cM /Ml/lH) 10 crabuinuzaumu HyneBoi TMHUM.

7.2. IIpuzomoenenue pacmeopos

7.2.1. [Ipueomosnenue 0,005 M pacmsopa opmoqbocgbopnou Kucnomei:
B MEPHYIO KOJIOY BMECTUMOCTBIO | v’ momenaioT 200 ¢cM® BOIB! UIA 1a60-
paTopHoro ananusa, npubasnsaor 0,5 r 98 %-i oprodochoproi KMCIOTEI H
JOBOAAT OOBEM JI0 METKHM BOMOH.

7.2.2. Hpuzomoaneuue noc)euofcuou @azvi: B MepHYIO K010y BMECTHMO-
cThio 1 M’ momematoT 250 ¢cM® aLETOHMTPHAA ¥ JOBONAT OOBEM O METKM
pacrBopom 0,005 M opTodochopHO KUCTOTEL

7.2.3. IIpuzomosnenue 2,5M pacmsopa cepHol Kucroml.

B mephyio konby 06’I:CMOM 1 am® no6asnsor 800 cM® GUAMCTHILIMPO-
BaHHOM Boabl, 141,24 oM’ CepHOH KHCIOTHI U JIOBOJAT O METKU OUAMCTHI-
JINpOBaHHOM BOJOH.

7.2.4. Oxecmpakyuonnasn cmecs.

B mepHyo Kon6y o6bEMoM 1 M nomemaior 990 cm’ aneToHUTpHAA U
n06aeasmor 10 cM® 2,5M pacTBOpa CepHO KUCIOTSL.

7.2.5. puzomosnenue 5%-20 pacmeopa hocopHo-KUCn020 Hampus.

B MepHyio konGy o6bémMoM 1 am® nomewator 50 r Hatpus pochopHO-
Kienoro 1-3aMELERHOro 2-BOJXHOTO, PACTBOPAIOT NPH NEPEMELINBAHUU B
600 cM® IMCTHIIMPOBAHHON BOMH M IOBOLAT OGBEM PACTBOPA 40 METKH.

7.2.6. Ilpuzomoenenue 10 M pacmsopa opmoqbocqbopuou Kucnomei.

B MepHy10 ko1Gy 06bémMoM 200 cm® noGasnsior 95,18 cM® GuaucTHm-
POBaHHOM BOMBI, 3aTeM OCTOPOXHO 0GaBsmoT 104,82 cM® KOHIEHTPHPO-
BaHHO# opTodoCchOpPHOIL KUCTOTSI.

7.2.7. lIpuezomosnenue HACLILYEHHO20 PACMBOPA XAOPUOA HAMPUS.
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B MepHyIo xon6y o6bémom 1 aM° nomemarot 320 r KpncTa.n.umecxoro
XJIOPMCTOrO HaTpyA, pPacTBOPAIOT NpH NnepeMeminBanuy B 600 cM® GuancTIN-
JIMPOBAHHOH BOJBI M JOBOAAT 00HEM pacTBOpa A0 METKH.

7.2.8. IIpuzomoanenue 0,1 1 pacmeopa 2UOpoKcuda Hampus.

B Mepuyio konby ofsémom 1 aM’ momemaror 4 r KpHCTa/IHECKOro
MMEPOKCHAA HATPUS M PACTBOPAIOT NpM TepeMemmBanuu B 800 cM® Gumuc-
THJTHPOBAHHOM BOJbI, AOBOJA 0OBEM PacTBOPa 10 METKH.

7.2.9. Ilpuzomosnenue smoenma Ne 1 (memanon — 0,1 v 2udpoxcud ua-
mpus 6 coomnowenuu 20 : 80).

B MepHoit konbe o6néMom 100 cM® cMemuratoT 20 cM® MeTasona u 80 cm
0,1 1 pacTBOpa FHAPOKCHAA HaTpUA. IToyHeHHYI0 cMech NepeMelInBatOT.

7.2.10. Hpucomoenenue smoenma Ne 2 (1 %-ii eooueiit pacmeop my-
DagbUHOU KUCIOMBL).

B Mmepnyro konby O6’beMOM 1 oM momemaror 990 cm’ OupucTHIMPO-
BaHHOM BOMIbI ¥ 106aRNTOT 10 cM® MypaBLUHOM KHCTIOTBI IPH TIEpeMEIIHBAHHMY.

7.2.11. Ilpucomognenue 50 %-20 pacmeopa memarona.

B MmepHyo konGy o6bémoM 100 cm® BHOCAT 50 cM® MeTaHoa M IOBOJAT
10 METKM OMIMCTHUNIMPOBAHHON BOOH, NOTYYEHHYIO CMECh NEPEMELIHBAIOT.

7.2.12. ITpucomosnenue snwoenma Ne 3 (1 %-ii pacmeop mypasvuHoi
kucnomer 8 50 %-om memanone).

B MepHylo xonby o6séMom 100 cm® momemator 99 cm® CMeCH METaHolI-
BoJa B cooTHomeHuu 50 : 50 no o6pémy M nobasisior 1 oM’ MypaBbUHOMN
KUCJIOTBI.

7.2.13. Ilpuzomosnenue snoenma Ne 4 (1 %-1i pacTBop MypaBbUHOM KH-
CJIOThI B METAHOJIE).

B MepHy10 xon6y BMecTHMOCTbIO 100 cm® no6asasioT 99 cm® MeTaHoNa
¥ IpH NepeMeIHBaHuY J06ABNAIOT 1 CM> MypaBbUHOM KHCJIOTHI.

7.3. Hpuzomosnenue 0CHOBHO20 U 2PAOYUPOBOYHBIX PACMBOPOE

7.3.1. OcHoenoui pacmeop ¢ kouyenmpayuet 0,1 melem’: TOUYHYIO Ha-
BECKY nporexcaﬂuoua (10 £ 0,1 Mr) noMewaoT B MEPHYIO KoJOY BMECTHMO-
cThi0 100 cM?, pacTBOPSIOT B AUETOHUTPHUIIE H IOBOMAT OGBEM 10 METKH TeM
e PaCTBOPUTEIIEM.

I panyuponoqﬂme pacTBOpbl ¢ KoHUeHTpawsamy 0,125, 0,25, 0,5, 1,0 u
2,5 MKI/cM® FOTOBAT METONIOM MOC/IEIOBATENBHOTO pazbapneHus no o6vemy,
UCTIONB3Ysl PaCTBOP NOABHXHON (asbi.

7.3.2. Pacmeop Ne | ¢ konyenmpayueii 2,5 mxz/cm®: B MepHyro konby
BMecTMMOCTbI0 100 cM® BHOCST 2,5 cM® OCHOBHOTO pacTBopa ¥ JOBORAT 00b-
€M 10 METKHM NOABMXHOM (asoH.
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7.3.3. Pacmeop ./\ﬁzZ ¢ xouyenmpayueii 1,0 mx2/cm’: B MepHyIo konGy
BMecTiMOCTHIO 100 cM® BHOCAT 1,0 cM® OCHOBHOTO PacTBOpa M IOBOAAT 00b-
€M JIO METKH NOABMIKHOM (azol.

7.3.4. Pacmeop Ne 3 ¢ xoyuenmpauueu 0,5 mKe/cm®: B MepHYyI10 KONBY
BMecTMOCTEIO 10 oM momemator 5,0 cm pacTBopa Ne 2 M JOBOZAT 0GBeM
[0 METKM IOJBIDKHO# ba3oii.

7.3.5. Pacmseop .M’ 4c Kouueﬁmpauueu 0,25 mK2/cm’: B MepRylo k0on6y
BMecTHMOCTHI0 10 M’ momemaror 5,0 cm® pacTBopa Ne 3 u noBoasT oGnem
[0 METKM TIOJBIKHOH dazoii.

7.3.6. Pacmeop Ne 5 ¢ konyenmpayuesi 0,125 mre/cm®: B MepHyio kon6y
BMecTHMocThI0 10 cM® moMemator 5,0 cM® pactBopa Ne 4 u HOBOAAT 06BeM
JI0 METKM NOABWXKHOH (a3oif.

OCHOBHOIf paCTBOP MOXXHO XPaHUTH B XOJIOAWIBHUKE NPU TEMIIEpaType
0—4 °C B Teuenne 4 Heenb, 'palyHpOBOYHbIE PACTBODPBI — B TEUEHHE CYTOK.

[lpy w3y4YeHuy MOJHOTHI ONMPENENeHUs NN BHECEHWA B MaTpuuy MC-
[OJb3YIOT aUETOHUTPUIIBHBIE PAcTBOPHl NPOFEKCaMOHa ¢ KOHLEHTpauuAIMU
1,0 u 10,0 Mxr/cm’, KOTOpbIE I'OTOBST ua OCHOBHOTO CTaHAApPTHOrO pacTBOpa
(. 7.3.1) ¢ xonuenrpaumeii 0,1 MI/cM®> METOLOM MOCHENOBATENILHOTO pas-
GapiieHHA aLETOHHTPHUIIOM.

7.4. Ilocmpoenue zpadyupoeounozo zpaguxa

Jlns ycTaHOBNEHHUS rpalLyupOBOYHOM XapaKTepHUCTHKH (TUTOIAAb TiHKa —
KOHIEHTpalMAd NpOreKcalyiona B pacTBOpe) B xpomarorpad BBOIAT 1O
10 MM® rpayMpOBOYHBIX PacTBOPOB (He MEHee 3 NapaieNbHBIX H3MEpEHHit
JUISL KKIOW KOHUEHTPALWH, He MeHee 4 TOYEeK [0 AUANa3OHy M3MEpAeMbIX
KOHUEHTpanuil). 3aTeM M3MEPSIOT IUIOLIAgy MMKOB M CTPOAT rpauk 3aBH-
CHMOCTH CpEIHEro 3Ha4YeHWs IUIOIUA[H [MKA OT KOHLEHTpaLUuy [porexca-
JHOHA B IPafyUpOBOYHOM PacTBOpe.

MeTonoM HaNMEHbLIMX KBaAPaTOB PacCUMTHIBAIOT [PafyHPOBOYHBI
ko3 bunuent (K) B ypaBHEeHUH JIMHEHHOM perpeccuu:

C=KS, rne

S — mnoians MuKa rpalyMpOBOUHOr0 PacTBOpa.

I'paTyupoBKy NPU3HAIOT YIOBJIETBOPUTCIbHOMN, €CIM 3HayeHne kodg-
¢buurenTa NuHeHHOHN KOppeNsLUM oka3biBaeTcs He Hibke 0,99.

['paayMpoBOYHYIO XapaKTepHUCTHKY HeoOX0AUMO NPOBEPATH IPH 3aMeHe
PEaKkTUBOB, XpoMaTorpaguyeckoil KOJOHKH MM 3IEMEHTOB XpoMarorpadu-
4ecKOl CHCTEMBbI, 2 TaKXKe NPH OTPHUATENLHOM pE3yNbTaTeé KOHTPONsS rpa-
IYHPOBOYHOTO KO3 dHIMEHTA.

I'pagyupOBOYHYIO 3aBUCHMOCTb NPU3HAIOT CTAOUIBHON NpH BbINOJHE-
HHH CJIeTYIOLIETO YCIOBHSL:

10
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-100< 4

|-Gl
C KOHMP. ’

C — aTTecTOBaHHOE 3HAUEHHE MACCOBOI KOHLEHTPAUUU NPOreKCanuoHa
B I'paly#pOBOYHOM PacTBOpE,

C, — pe3yJbTaT KOHTPOJBHOIO M3MEPEHHs MAaccOBOM KOHUEHTpAaIMu
NporeKcafioHa B rpalyHpOBOYHOM PacTBoOpe,

Axonmp. — HOPMATHB KOHTPOJA TIPafyMpOBOYHOTO kod(hduimenta, %.
(Acomnp.= 10 % npu P = 0,95).

7.5. Ilodz20moeKa aHUOHOOOMEHHBIX NAMPOHOE
013 meepoodasnoii IKempaxyuu

IMatpon npomssaor 10 cM® 1 %-ro pacTBopa MypaBbUHOH XUCIIOTH! B
METaHOnE 1 NOACYMIHBAIOT TOKOM BO3LYXa. 3areM IIaTPOHBI NOCIEA0BATENb-
HO MPOMBIBAIOT 5 cM® MeTaHoMa ¥ 5 cM’ Boabl. Hennss JONyCKaTk BBICHIXa~
HHsI BEPXHETO cJIos copOeHTa.

8. O16op npoG u xpaHeHHe

Ot6op npo® NpOU3BOAMTCA B COOTBETCTBHM C «YHHU(HUUHPOBAHHBIMHU
npasunaMH 0T60pa npo6 CcenbckoX031HCTBEHHOW NPOAYKUMHM, MHIIEBBIX
NPOAYKTOB U 0OBEKTOB OKpYKatomiel cpenpl 11 onpeleieHus] MHKPOKOJIU-
yecTB nectuumaoB» (Ne2051-79 ot 21.08.79), a Takxke B COOTBETCTBHH C
TOCT P 50436—92 (MCO 950-79) «3epuoBbie. OT6op npo6 3epuan. ITpodst
3EpHA M COJIOMbI 15 ONIPE/IENIeH s OCTATKOB NMPOrekcajoHa B ypoXkae Xpa-
HAT B OyMakHOM WJIM TKaHEBOM ynakOBKe IIPH KOMHaTHOM Temnepatype. Ile-
pea aHamu3oM NpoObl 3epHa ROBOAAT JO CTaHAAPTHOM BIKHOCTH U H3MEJb-
HaIOT.

9. IlpoBeaenne onpenesienust

9.1. Ixcmpakyun

O6paszen H3MeNbYEHHOTO 3epHa Maccoi (5 £ 0,1) r unu coNoMBI Maccoi
(1+0,1) r noMewaoT B UEHTpUYXHBIE IPOBUPKH BMECTUMOCTHIO 50 cM’,
nobasnsior 35 cM® 9KCTPAKIMOHHOH CMECH, NMpPUrOTOBJIEHHOH 10 1. 7.2.4,
MHTEHCHBHO MEpeMELIMBAIOT B TedeHHe 10 MUH M UEHTPHGYTHPYIOT Npu
4 000 06./Mun B Teuenue 5 MuH. Hapocanounyro KWIKOCTh NEKaHTHDYIOT W
NEPEHOCT B ucnapmem,Hylo xon6y o6bemMoM 250 cM’. DKCTPaKIMIO NOBTO-
psoT ABaxcas! ¢ 35 u 30 cM® CMecH, Toclie Yero 0GheAMHEHHDIH 3KCTPaKT
YNapuBaioT Ha POTOPHOM MCnapuTeNe Npu TemmepaType 6aHM He BBHILIE

45 °C no obbéma 10 cm’.

11
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K nonyyenHoMy 3kcTpakty nobasmtor 50 cM® 5 %-ro pacTeOpa AUrHI-
podocdara Hatpua n 1 Peaocm B JISNUTENBHYIO BOPOHKY. McnapHTennHyio
kos0y 06MBIBalOT 50 cM” HOBOI nopuum 5 %-ro pactBopa aurunpodocdara
HATPUA ¥ EPEHOCAT B TY XKE NETHTENBHYIO BOPOBKY. 3atemM B Hee HOOABIAIOT
50 cM® n-rexcana u BCTPAXHMBAIOT HECKOJIbKO MUHYT. BoaHbiil ciioit otaens-
1ot (opranmueckuii — orGpaceisaror) u aosoaar 1o pH3 ¢ Jiomo1Lbi0 10M
oprodocdopHoii kucnoTel, mocae uero xobasnmor 30 cM’ HACHIIEHHOrO
pacTBOpa xsiopuaa HaTpus. IIporekcanioH nepeskcTparupyroT ABaXIbl XJIO-
PHCTBIM METWICHOM TOPLMAMH 110 50 CM’, BCTPAXHMBAs NENUTENBHYIO BOPOH-
Ky B TedeHuwe 2-—3 MuH. Opranmdeckyro ¢asy GunasTpyloT 4epes crnoi 6e3—
BORHOTO cynbkara HaTpus (2 T) B MCHApHTEILHYIO K0j16y o6bemom 250 eM?,
ocywurtens npoMsiaioT 10—15 oM’ XJIOPUCTOTO METHJIEHA ¥ BHOCAT B TY Xe
ucnapHuTenbHyo konby. IMomydennsiit pacTBOp BhINapMBaIOT AOCYXa Ha po-
TOPHOM Hcraputene npy TeMneparype e Bbiwe 40 °C.

9.2. Ouucmka Ha AHUOHOOOMEHHBIX NAMPOHAX
01 meepooPasnoit IKcmpaxyuu

Octatok B konbe, HOIly‘{CHHbIPl NpHY yNapUBaHHHU IKCTPAKTOB 3€pHA WU
COJIOMBI, pacTBOPs1OT B 10 oM’ 0,1H pacTBOpa I'MAPOKCHIA HAaTpHs, IIOMeInas
o6pasipl B yAbTPa3BYKOBYIO BaHHY Ha 2—3 MuH. PacTBOp BHOCAT B KOHMH-
UMOHMPOBAHHBIA aHWOHOOOMEHHbIH NaTPOH CO CKOPOCTbIO DpOIYCKaHHA
pacteopa 1—2 Kannu B cexyHny. llocne HaHeceHMs pacTBOpa NAaTpoH Mpo-
mbisator 10 cM® 0,1 H pacTBOpa rupokcuna HaTpus, smoar 0T6pac1>ma|o'r
3aTeM MaTpOH NPOMBIBAIOT mocietoBatensso 10 cM® amoenta Ne 1 1 10 em®
MeTaHoIIa, 3moaT 0TépacsiBaroT. [1aTpoH NOACYUIHMBAIOT TOKOM BO3/tyxa. I]o-
cJie 3TOTO MATPOH NOCEL0BaTENbHO NpoMbiBaroT no 10 cM® smoenros Ne 2 n
3. Ilatpon noncymusa}or TOKOM BO31yXa, TIOCJE YET0 NPOreKCcagnuoH 3Jou-
pywor 10 cM® amoenta Ne 4. Dmoar YNapHBalOT Ha POTOPHOM MCTIapuTene
npH Temneparype He Boilne 45 °C. Cyxoit octatok pacTBOpsOT B 2 cM® non-
BIKHOH hasb s BOXKX (HpMI‘OTOBJ'IeHHOH 1o 1. 7.2.2) 4 aHanu3upyloT Ha
coflepXXaHue TPOreKcaauona, 10 MM> MOTYYeHHOr0 pacTBOpa BBOMAT B XpoO-
Marorpad.

9.3. Yenosus xpomamozpauposanus

XKunxoctHbi XpoMarorpag ¢ OblCTpOCKaHUPYIOIIMM Y D-AeTeKTOPOM.
OmoupoBanue B cucteMe anetoHutpun—-0,005M opm(bocd)opnaﬂ KHCNIOTa B
cootHOMeHUY 25 : 75 1o 06veMy. CkopocTs notoka 0,3 cM’/mus. losupye-
Mbiit 00beM 10 MM’. KosnoHka, 3anoiHeHHas copOeHTOM ¢ npuBuTOii $a3oi,
BKmIOHarowel ruapoduibHylo  kapbamathyro rpynny B uenu  Cl18,
(100 x 2,1) mm, 1,7 Mxm. Temneparypa xononku 40 °C. JleTekrupoBaHue Ha
IUTMHE BOMHbI 275 HM. Bpems yznepxuBaHus nporekcazinoHa 2,65 £ 0,055 MuH.

12
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JluHeHHHH nuana3soH AETEKTHPOBAHUS COXpaHAETCA B MHTEPBAJIE KOHLEH-
tpauuii 0,125—2.5 MKr/em’.

10. O6padoTka pe3yibTaTOB AHAJIN3A

KomiuecTBeHHOe ONpeneNicHUe NpOBOLST METOROM alCOMOTHOM Ka-
mmbposku. ConepxaHue NporekcaauoHa-KanbLus B 3epHe (wiM conome) X
(Mr/kr) BRIUMCIAIOT 10 Gopmyne:

S,-K-V 100

Sy — TUIOmajAk MUKa NPOreKCagMoHa Ha XpOMAaTOrpaMMe HCIBITYEMOTO
o6pazua, (AU-cex);

K — rpamynpoBOuYHbIH K03(huUMeHT, HAHAEHHBIA Ha CTaOUH TIOCTpoe-
HUs1 COOTBETCTBYIOLIEH IPpaly UpOBOUHOM 3aBUCUMOCTH;

V — 06péM npoObl, OATOTOBAEHHOI MU XpOMaTorpadH4ecKoro aHanm-
3a, cM’;

P — HaBecka (06BeM BOMbI) aHANM3UPYEMOTo ofpasia, I (cM’);

Jf~— NojIHOTa M3BJIEYEHHA NPOTeKCaiOHa, NPUBENeHHa B Tabn.2,

F — Qakrop nepecuera colepxaHus NPOreKcaauoHa B €ro KajabLHEeBYyIO
conb (250,3/212,2 = 1,18).

Copepsxanne 0CTaTOUHbIX KOJUYECTB NPOreKCaxMoHa-KajJbLus B 06pas-
1€ BRIYMCITAIOT KaK CPEMIHEE U3 [IBYX NapajUICAbHbIX ONpeaesicHHUI.

O6pasupl, nalouye KK OONbIINe, YEM CTaHAAPTHBIN pacTBOp Mporek-
CalMoHa C KOHLEHTpauueii 2,5 MXr/cM’, pasGaBIsioT NOABHKHOR basok A
B3XX.

11. YIpoBepka npHEMIEMOCTH Pe3yabTATOB
napaliebHbIX ONpeacaeHnii
3a pe3ynbTaT aHany3a NMPUHUMAIOT Cpe/iHee apupMeTUYECKOe pe3ynbTa-
TOB [BYX NapajuleJibHbIX ONPENENICHUH, PaCXOXAeHHEe MEXAY KOTOPbIMU He
NIpEBBINIAET Mpeaena nosropaemMoctu (1):

2-|x, - Xx,|- 100
X, +X,)
X, X5 — pe3ynbTaThi NapannebHbiX ONpeenenui, MI/Kr;
¥ — 3HaUYEHME Npeiesia nosTopsaeMoctu (r = 2,80,).

Ilpu HespimonHeHuu YCHOBHS (1) BBISCHAIOT NPUYMHBI NpEBBILEHMST
TIpefieNia NOBTOPAEMOCTH, YCTPAHSAIOT MX H BHOBb BBITIONHSAIOT aHAJH3.

<r,rne
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12. OdopmiieHne pe3yrbTaTOB
Pe3ynbraT aHaNM3a NPEACTABIAIOT B BULE:
(X £ A) Mr/xr nipu BepositHocTd P = 0,95, rae

X — cpensee apudmeTHyeckoe pe3yibTaToB ONpEAENeHUH, NPH3HAH-
HbIX PHEMJIEMbIMH, MI/KT;
A — rpanHUa a6COMOTHOM OrPEMIHOCTH, MI/KT;

acdX
100

8 ~ rpaHMNA OTHOCHTENLHON NMOFPEIHOCTH METOAMKH (TOKa3aTeb TO4-
HOCTH B COOTBETCTBHH C AHANa30HOM KOHIEHTpauuit), %.

B ciyuae, ecnu cogepikaHie KOMIIOHEHTa MEHee HIXKHEH IpaHULbl [Ana-
11a30Ha ONpeeNISEMBIX KOHLCHTPAUMH, pe3yJbTaT aHalu3a MPEeACTaBMoT B
BUJE:

«COIEpXaHHe BELIECTBA B Npobe «MEHeEe HIdKHEH TpaHHUB! onpencine-
Husa» (Hanpumep: Meree 0,05 mr/kr*, roe * — 0,05 mMr/kr — npenen obHapy-
XKeHHUs NPOreKcaiMoHa-Kajlbuus B 3€pHe).

13. KonTpoJn kavecTBa pe3yaLbTaToB H3MEpeHHii

OnepaTHBHBIH KOHTPONS IIOrPELUIHOCTH U BOCPOU3BOLMMOCTH M3Mepe-
Hu# ocywecTsaseTcs B cootseTcTBud ¢ TOCT P HCO 5725-1-6—02 «Tou-
HOCTb (TIPaBHJIBHOCTb M [PEIW3HOHHOCTb) METONOB M PE3yJhTAaTOB H3MEpe-
HUA».

13.1. CrabunbHOCTb Pe3yNbTaTOB H3MEPEHMH KOHTPONMPYIOT Iepex
npoBeleHHeM H3MEPEHUH, aHATU3UPYS OOUH U3 IPaiynpPOBOUHBIX PACTBOPOB.

13.2. NnaHoBbIH BHYTpUIIA00PATOPHbIA OMEPATUBHBIH KOHTPONb NPO-
Leyphbl BLIOJHEHHS aHalIM3a NIPOBOAUTCS C IPUMEHEHHEM MeToAa 100aBoK.

Benuuuna no6aBkn Cp JODKHA yA0BAETBOPATD YCIOBHIO!

Co = A”,X 4 A_”VX: ,
A,y (FA,,) — XapaKTepucTHKa MOrPEUTHOCTH (aGCOMOTHAS o~

raoe

[PEWIHOCTb) PE3yNbTaTOB aHANN3a, COOTBETCTBYIOLIAS CONESPXKAHMIO KOMMO-
HEHTa B MCNIbITyeMOM 06pa3Lie (pacyeTHOMY 3HAYEHMIO COAEPXAHHUSA KOMIIO-
HeHTa B 00pasiie ¢ 106aBKOii, COOTBETCTBEHHO), MI/KT; MIPH 3TOM:

A,=10,84 A, rne
A ~ rpanuna abCoMOTHOM NOrPeUIHOCTH, MIYKF:

14
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d ~ rpaHMUa OTHOCHTENbHOMN NOTPEIHOCTH METOAHKH (TI0Ka3aTe b TOY-
HOCTH B COOTBETCTBHHM C ANANa30HOM KOHUEHTpaLuit), %o.
Pesynprar koHTpOJA npouenypsl K pacCUUTHIBAIOT 0 hopMyrie:

K.= X'- X-C, rae

X, X, Ca — cpensee apu(pMeTHYECKOS PE3YNIbTATOB NApPaliebHbIX Oll-
peneneHyi (MPU3HaHHBIX DpUeMIeMbIMH 110 1. 11) conepxanns KOMIIOHeHTa
B 0Opasue ¢ noOaBkoif, HcnbITyeMOM 00pasLe, KOHUEHTpauus H00aBKH, CO-
OTBETCTBEHHO, MIVKT.

HopmaTus koHTpONs K paccUuTBIBAIOT 10 dopmyre:

K= A%, +4A%, o))

IlpoBoaaT comocraBienyue pesynbTaTa KOHTpods mnpoueaypsl (K,) ¢
HOpMaTHBOM KkoH1pona (K).

Ecnu pe3ysibTaT KOHTPOINS NPOLEYPS! YAOBIETBOPSAET YCIOBHIO

K] <K, ¥))
NpOLENYPY @HAJIN3a [IPU3HAIOT YAOBIETBOPUTENBHOMH.

[Ipu HeBbIMONHEHMH YCA0BHA (2) NMpouEdypy KOHTPONS MOBTOPSIOT.
Ilpy MOBTOPHOM HEBBLINONHEHHH YCIOBHSA (2) BHIACHAIOT NMPUYUHBI, NPUBO-
[AlUYE K HEeyNOBAECTBODHTENbLHBIM pe3ylbTaTaM, W NPUHUMAIOT MEphl K HX
YCTPaHEHHIO.

13.3. IlpoBepka NpUEMIIEMOCTH PE3yNbTaTOB M3MEPEHWH, MONy4eHHBIX
B YCIIOBUAX BOCIIPOH3BOAMMOCTH.

PacxoxeHne MeXIy pe3ynbTaTaMi U3MEPEHHH, BHIMOIHEHHBIX B JABYX
pasHbIX J1abopaTopusx, HE AOJDKHO NPEBBHNATh IPElesa BOCHPOM3BONMMO-
ctu (R):

M <R, rne 3)
X, +X,)

X}, X — pe3ynbTaThl U3MEPEHHUH B IBYX pa3HBIX 1a00paTOpHAX, MI/KT;

R — npenen BocIpon3BOAUMOCTH (B COOTBETCTBMM C [MAlia30HOM KOH-
UeHTpauuii), %.
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