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Poccuiickoin depepaumn

41. METOAbl KOHTPOIA. XUMWNYECKWE ®AKTOPbI

OnpezeneHrie 0CTaTO4HbIX KONNYECTB
aLeTox/opa B BOfe METOAOM KanunnspHou
rasoXKnaKoCcTHOW XpomaTorpagum

MeTogmnueckne ykasaHus
MYK 4.1.3030-12
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4.1. METOAbBI KOHTPO/IA. XUMHWUYECKUE GAKTOPHI

Onpeaenenne oCTATOYHBIX KOJIHYECTB
anerToxjopa B BOIe MeTO/I0M l(aIIHJUIHpHOﬁ
ra3oxuIKOCTHOH XpoMaTorpadun

Metoanyeckue yKazauus
MVK 4.1.3030—12
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YTBEPXIAIO
Pyxosoaute:rs @edepasibHOM CTyKOLI
110 Han3opy B chepe 3allUTH IpaB
norpebuTeeH M 6AATONOMIYIHSA YEI0BeKa,
['1aBHBIM TOCYNapcTBEHHBIH CAHMTAPHBIN Bpay
Poccnitckoit @epepaumu,

F. T. Ouumenko

3 mong 2012 1.
[aTta BBeA€HUs: ¢ MOMEHTA YTBEPXIACHUS

4.1. METOAbt KOHTPOAA. XUMHWUYECKHUE PAKTOPBI

Onpejeenue 0CTATOTHBIX KOJIHIECTB
aleToXJ0pa B BOJe METOIOM KANWLIAPHOH
FA30XKMAKOCTHOI Xpomarorpaduu

MeToaHyecKHe YKa3aHus
MYK 4.1.3030—12

CBuIeTeIbCTBO 0 MeTpOIoruueckoit arrecramiy Ne 00119.22.05.12
or 22.05.2012.

HacTosiye MeToaUeCcKHe YKa3aHKs YCTaHABIMBAIOT METOJ Kariii-
JSPHON ra30XMIAKOCTHOH XpoMatorpadmyt st onpenesieHrUs 0CTaTOUHbIX
KOJIMYECTB alleToXNiopa B Boae B Ananasoue 0,0005—0,005 mMr/me.

Auemoxaop
2-Xnop-N-sTokcnMeTun-6'-aTiinaner-o-roxyuann (IUPAC)
CH, C, H,CINO,
/COCHch Mou. macca 240.4
N BecuBeTHas Bsi3Kas  XHi-

N KocTh. TeMnepaTypa iUTaBieHHS

CHZOCH2CH3 10,6 *C. IInotHocts — 1,22 (npu

CH2(3H3 20 °C). /[daeneHue mapop —

2,2+ 10~2mila (npm 20 °C). Xopo-

1110 pacTBOPYM B alleToHe, 0eH301e, IMITHIOBOM 3dHpe, X1opodopMe,

3TaHOIe, dTWialeTaTe, Toayone. PactBopumMocTs B Boae (nipu 25 °C) —

223 wmr/am’.  KoshduuueHT pacripegefeHUs H-OKTaHOR—BOA:
K log P =414

Kpamrcas moxcuxorozuneckas xapaxmepucmuxa

Ocrpas nepopaibHas TokcHYHOCTH (LD, ) iuisg kpbic — 2 148 Mr/KT;

ocTpasi aepMantsHas tokcuuHocts (LD,) mist xpomikos > 4 166 Mr/xT;

OCTpas MATATALHONHAA TOKCHIROCTh ( LC, ) Jutst Kpbic > 3,0 mr/am’ (4 u).
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1. IforpemiHocTh U3MepeHui

[Tpw coOmcIeHMHM BCEX perlaMCHTHPYEMBIX YCTOBHI IIDOBEACHUSA
4Has 1132 B TOYHOM COOTBETCTBMH C AAaHHOH METOIM KON [IOTPEUTHOCTS (M
¢€e COCTABNSTIOIUNE) PE3yNHTATOR M3MCPEHNS IIPH IIOBCPUTENBHOM Bepo-
aTtHocTH P = 0,95 He npeBbIlIaeT 3HAYEHWM, IpUBEASHHBIX B Tab:m., |
AN COOTBSTCTRBYIOUIMX IMANTA30HOB KOHLICHTpallvii.

Tadauya 1
MeTpoaoruyecxue mapaMerpsl

N - 1 1
- Q
o . E 5 E 2 = &S
=% 285 | g g 2 =
L = e = g5 o ) =5
= = = = = & = = [y Py
= o = S 2w S < -~ o) o o
= e = C 0o Qo = = a. o E oy
= = & Il ] = = 5
3 5= =5 3% 2% &% = G | €8 E¢
- %) =2 I = = ) 25 g =
e - = L o &5 o o . LT T
= 3 = Leoay|l g = = A = om e
R & 3. = = = < = e = E o=,
= 3 = 2z = S = Eola s 4 O (S = ¥ e
= = s S = =X == = g Z o
= 2 = o = X o, - ~ o = a8 5y o & 1
< A eIt ag - = = -~ - = [ |
= s = 3 - e sl & = .0 e [o e OCS&,
< Z == CZ = H|O = == == I e
ot 0,0005 10
Boaa e 50 2,3 6 0,59 %
0,005 8K : 9 9xX
A’ — cpeHer 3HAYCHNE MACCOBON KOHLEHTPALHH aHATH3UPYE MOT0 KXOMTIOHEHTa B 1Tpofie
(Mr/avd).

TlonuoTa M3BAeYeHMS BELIECTBA, CTAMIapTHOS OTKICHEeHHE, JOBe-
PUTEIBEHBIA MHTCPBAN CPEIHETO PE3VIbTATA TS BCEro IMana3oHa HiMe-
perui (n = 20) npuBeseHbl B Tabm, 2,

Tatauua 2

[loaHoTa H3BJIEYEHHSA BEIUECTBA, CTAHAAPTHOE OTKACHEHNE,
JI0BEpHTEABHLIN HITEPBAN CPEIHETO PEIYALTATA

MeTtpornormyeckue napaMetpnl, P=0,95, n =20
O 5 o
S - RS S = 2R
y & 22 S 2E
AHATHIHPYEMBIii g,E 23 221 g e+
06BbeKT %5 égg_ ”:'5 :g §§§
5 23 = g &:)I g =25
5% | 558z |c2|E5| 252
& = = v E = = = = 2w >
&= 5 [ Neallh Sig 8 & =S = = &
= B O = Lo C I ow
== e 2= ==l I OR® HEQ
Bona 0,0005 0,0005—0,005 | 94,5 2,6 1.4

wh
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2. MeTtoa u3Mepenui

MeronMKa 0CHOBaHA Ha OIpee/IeHHM alleTOXJIOpa C TIOMOLIBIO Ka-
MAUIIPHON rasoXuAKocTHOH xpoMatorpadun (I7KX) ¢ anexTpoHHO-3a-
XBaTHBIM netexTopoM (33[]) nociie KOHIIEHTPUPOBAHUS AaHATU3UPYEMO
npoBLI BOILI Ha MaTpoH /151 TBepaodasHoit skerpakuun Sep Pak Classic
C18 ¢ rocseIyrouM 3MONPOBAHHEM CMECHIO TeKCaH—H30-TIPOTIAHOI,

KonuyecTseHHOE onpeaeneHue NPOBOAMTCS METOAOM abCosioT-
HOM KainOpOoOBKH.

3. Cpencraa u3MepeHnHii, BCTIOMOTaTe/IbHbIE YCTPOMCTBA,
PeaKTHBBI H MATEPHAJIbI

3. 1. Cpedcmea uimepenuii

l'azoBei# xpoMarorpad «Kpuc- Homep TocpeecTpa
T1-2000M>», cHaGXeHHBIH 3/16KTPOHHO- 14516—08
3aXBATHBIM JIETEKTOPOM C FIDEHEIOM JeTeK-
TMPOBaHHA 1o MHaany 3,5 - 10~ 14 r/c,
npeasHasHa4yeHHbIH A1 paboTsl ¢ Xanuni-
AAPHOW KOJIOHKOM.

Becrw! ananutryeckue BJIA-200 I'OCT 24104—2001

Konbur Mepible BMECTHMOCTBIO TOCT 1770—74
2-100-2

Mepbl Macchl TOCT 7328—2001

Muxpommnpu SGE-Cromatec, smMec-  Howmep B Focpeectpe
TUMOCTBIO 10 MMm? CH 39206—08

ITrneTky rpaayupoBaHHsie 2-ro kiac- ['OCT 2922791
ca TOYHOCTH BMecTHMOCThIO 1.0;2.0: 501
10,0 cm’

[unuHApbl MepHbIe 2-ro Kacca Tou- I'OCT 1770—74
HOCTH BMeCTHUMOCTBIO 25, 50 1 100 cm?

HpuMewanne. JonvekaeTes HCnoNis30BaHKe CpPEIaCTB U3MECPCHMS C aHANOTAYHBIMEH
VJTA JIYULIHMHU XapakTepUCTUKaMH.

3.2. Peaxmuesi

ALIeTOXJI0P, aHaNUTU4eCcKU cranmapt  'CO 7702—99
¢ cojlepXaHueM JeHCTBYIOIETO BelllecTBa
98,8%, aTTecToBaHHOE 3HAYCHUE MOTrpell-
HocTh £1,2% (HITK «Biiox-1»)

6



A30T ra3zoo0pa3nbifi HyAeBOW, Mapka A
(99,999%), B GannoHax

ALIETOH, OCY

Bouna ww1st nabopaTopHoro aHanu3a (e~
WBOHM30BaHHasl, OMINCTHIMPORZHHAS)

H-TekcaH, x4

H3o-nponasos (nponason-2, n3o-
TIPOMUJIOBBIM CITUPT) JUTS XpoMaTorpadin,
X4

Kamuit MapraHIioBoO-KWCbt (lepMaH-
raHaT Kanusi)

Kasinii yraexuc:ielit (Kaaus kapooriar,
nortai) 6e3BOAHBIHA, X4

KuciaoTta cepHas (KOHLEHTpUpOBaH-~
Has), x4

MeTui08BIH cnUpPT (METAHON), XY

MVYK 4.1.3030—12
TY 6-21-39-96

I'OCT 2603—79
T'OCT P 52501—2005

TY 6-09-06-657—84

TY 6-09-4522--77

FOCT 20490—75

roCt 422176

TOCT 4204—77

TOCT 6995—77

l'lpuueqalme. BO3MOKHO HCITOAB30BAHNE PEAKTHBOB HHBIX NTPOM3BOAUTEACH ¢ §0-

STee BRICOKOH KBATHdWKaleH.

3.3. Benomoeameavrvie cpedecmea usmeperiull,
ycmipolicmea u Mamepraist

AJTOHX NPAMOH ¢ OTBOIOM M5 BaKyy-
Ma (U151 paboThl C KOHLIEHTPHPYIOILIHMH
rnaTpoHaMHn)

baHs BoasiHas
bana (BaHHa) YILTPA3BYKOBas (PUPMET
Hounay (IlIseitiapus)

BapomeTp-aHepoua ¢ 1Mana3oHOM HU3-
MepeHnit ot 79,5 no 106,5 v ueHOM ZeneHus
0.1 xIIa, Tuna M-98

ByMaxibie GWIETpHI «KpacHas
neHTa», 00€330/1CHHbIe WK QIIbTPLI
w3 xpomaTorpacduuecko Gymaru
Batman JIMM

Boponrka Broxnepa

TY 46-22-603—75

TY 25-11-1316—76

TY 2642-001-
-05015242—07

FOCT 9147—80
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BopoHKY cTeKASTHHBIE KOHVCHbBIE THITA
B-56-80 XC

I'urposerp ¢ 1ManazoHOM U3MEPeHU
OTHOCHUTEIpROH B1aXHocTH oT 30 g0 90 %,
tina BUT-2

[pyina pesnHosas

Konfa byHsena

Kon6wi kpyraoaoHHLIe Ha mande
BMeCTHUMOCTLIO S0 om?

Hacoc BoaocTpyHHBIH BaKYYMHBIH

[laTpoHsi s TBeproda3HON IKCTPaK-
unk Sep Pak ClassicC18 (Waters, ClIA),
oObes copbenta (0,3 cm®

PexTudnxaliMoHHAA KOIOHHA C YHC-
JIOM TEOPETHYECKUX TapeokK He MeHee 30

PorauuoHHbIA BAKVYMHBII MCTIApH-
Te s B-169 dupsms Buchi, Llseiiuapus

CrakaHp XUMHAYECKWE ¢ HOCUKOM,
BMecTHMOCThIo 200—300 e’

CTekngHERIe NATOYKH

TepmoreTp ¢ AMaNa30HOM H3MEPEHUN
oT 0 10 35°C v ueHoit aeaeHys 0,1 °C

YcraHosKa LN MeperoHKH pacTBOpPHU-
TedeH

XpomaTorpadnyeckas Ko, IOHKa Ka-
nwsipHast DB-1701, mannoit 30 M, BHYT-
peHHUM auaMerpos 0,32 MM, TONIIMHA
TDIeHKHU copbenTa 0,5 MKM

LInpuirs Me IMTIWHCKHE C pa3beMOM
JIbioepa BMeCTUMOCTBIO 5 U 10 om?

T'OCT 25336—82

TY 25-11-1645—84

TY 9398-05-0576~
-9082—03

TOCT 25336—82
rocCr 9737—93

TOCT 25336—-82

'OCT 25336—82

TOCT 28498—50

T'OCT 22050

Ilpumesanue. JlonycKaeTcs HCI0Ab30BAHNE IPYIUX BCHOMOTATENBHBIX CPCICTB H3-
MepPeHHH W VCTPOHACTS AHANOTHIHOTO HASHAYEHHSA, TCXHHUYECKHE XaPAKTEPHCTHKY KOTO-
pPBIX HE YCTYNRIOT YKa3aHHBIM, a TAKKe MaTePHAIOR, 0BeCIeunsalnllliX HOPMATHRLI TOY -

HOCTH TIpK NPOBEICHWH U3IMEPEHNU,
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4. Tpebosanua 0e30HACHOCTH

4.1. I1pu BpINONHEHVM M3MEPEHUI HeoOX0MMMO cobsionaTh Tpe-
SOBaHWA TEXHUKHK D€30IMaCHOCTH NIPK paboTe ¢ XMMHYECKHMH peakTH-
pamu nio TOCT 12.1.007—76, TpeboBanus no 271eKTpobe3onacHoCTH
pH pabote ¢ anekTpoyctanoBkaMu 1o M'OCT 12.1.019—2009, a takke
TpeOOBAHMSA, U3TTOKECHHBIC B TEXHWYCCKOM TOKYMEHTALMY Ha I'a30BbIi
xpomarorpad.

4.2. TloMellleHUE JOIKHO COOTBETCTBOBATH TPeOOBAHUAM N0OXApPO-
tezomnacHocTH 110 TOCT 12.1.004—91 1 MMeTh CpeIcTBA MOKApOTYIIe-
Hug 110 TOCT 12.4.009-83. CoaecpkaHue BpeIHbIX BEUIECTB B BO3ZAYXE
He nomxkHo mpesbimmate I[IAK (OBVYB), ycraHomnennbix TH
2.2.5.1313—03 u 2.2.5.2308—07. Oprannzauusa oOyJeinss paboOTHUKOB
tesonacHocTH Tpyaa — o TOCT 12.0.004—90.

4.3. T1pu pabote c razamMu, HaXOISIUIMMHCS B DaUTOHAX 1101 AaBie-
Huem go 15 MIla (150 krc/cm?), HeobxoauMe cobnwoaarh «l1pasisia
yCcTpolicTBa M Ge30nacHoit 3KCIIyaTallHy CTalHOHAPHBIX KOMAPECCop-
HBIX YCTAHOBOK, BO3IYXOIIPOBOXOB M Ta30MPOBOIOB IO AABICHUEM»,
TB-03-576—03. 3anpeniaeTcs OTKPLIBATh BEHTHIb DAsINIOHA, He yCTa-
HOBMB Ha HEM NOHMXAOMUA PeAYKTOP.

5. TpeGoBanns K KBATHQHKALNHK OMEpaTOpa

K BBITTOTHEHHIO K3MEPEHHUH AOITYCKAIOT CIICIMATTUCTOB, IMEIOLIMX
KBaTH(HUKALNAK He HUXe JJabopaHTa-HCCeA0BaTE s, C OITBITOM pabo-
Thl Ha ra30BOM XpoMaTorpade, OCBOMBUIMX AaHHYIO METOIUKY Y NOA-
TBEPANBIIHMX IKCTIEPHMEHTAIBHO COOTBETCTBHE ITOTYYacMBbIX peay ibta-
TOB HOPMAaTMBaM KOHTPOJIS NOTPELIHOCTY U3MEPEeHHH 110 1I. 13.

K npoBeieHnio 1pofenoaroTOBKH JOIYCKaloT OMepaTopa ¢ KBalIu-
dukaumueHt «n1abopaHT», HMMEIOWETO OMBIT PaboThl B XUMHUUYECKOH
nabopaTopHuii.

6. YciioBus H3MepeHHiA

[Tpy BEITTONIHEHNH H3MEPEHUN COOITIONAIOT CIEIYIOLHE YCIOBUS:

* TIPOLECCHl NIPUTOTOBIEHUS PacTBOPOB M TIOATOTOBKU Hpob K
aH&IU3Y [IPOBOIAT NpM TeMrepaTtype Bo3sayxa (20 + 5) °C u oTHocH-
TeAbHOM BNaXXHOCTH He Sonee 80 %;

* BBIIIOJIHEHUE H3MEPEHUH Ha ra3oBoM xpomartorpacde IpoBOAsIT B
YCIIOBUSIX, DEKOMEHIOBAaHHBIX TEXHNYECKOHK NOKYMEHTAlIMEH K TpKROOpPY.

7. IToAroToBKa K BBINOIHEHAI0 H3MepeHHii

WaMepennsaM mpeniecTBYIOT CAeRYIOUME ONEpauny: O4HCTKa
OpraHWYecKMX pacTBOpUTEneH {Ipy HEOBXOAUMOCTH ), IPUTOTOBEHUE
TPAAYVIPOBOYHBIX PACTBOPOB Y PAcTBOPa BHECEHWS, YCTAROBIEHHE Ipa-

9
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IYUPOBOYHOM XapaKTePUCTHKH, IIPUTOTOBIEHHE CMECH PacTBOpUTenei
VIS OMMCTKY 3KCTPAKTOB HA IaTpoHe, NMOATOTOBKA marpoHa Sep Pak
Classic C18.

7.1. OQuucmka opeanuveckux pacmeopumeanet

7.1 1. n-Texcan

PacTeopuTens NocIeI0BATEABHO IPOMBIBAIOT MOPIMAMU KOHILIEH-
TPUPOBaHHON CEPHON KHCIOTHI A0 TeX NOp, II0Ka OHa He NepectaHeT
OKpauIyuBaThCH B XeAThIH LIBET, BOJAOH X0 HEWTPaIbHOH peakiivy 1Ipo-
MBIBHBIX BOJ, TIEPETOHAIOT Hal De3B0JHBIM KapOOHATOM Kaiusl.

7.1.2. Auemon

ALIETOH NEPeroHA0T Hal HeboAbIINM KoaudgecTBoM KMnO, 1 be3-
BOIHBLIM KapboHaTOM KasTvsl H/1KA ITOABEPTAIOT peKTU(HKALHOHHO 11 -
PEroHKe Ha KOJOHHE ¢ YHCJIOM TCOPEeTHYeCKHX Tape/toK He MeHee 30.

7.2. [Ipucomaeacitue 2padyupoeohvix pacmeopos
U pacmeopa eHecerus

7.2.1. Hexodnetit pacmeop anemoxaopa
dan epadyuposru (Konuenmpauun 100 mxe/csr’)

B MepHYyIo Koa6y BMecTUMocThi0 100 cM* moMewaror 0,01 rauerox-
1opa, pacreopstoT B S0—60 cM?® atleToHa, AOBOAAT ALIETOHOM 0 METKH,
THIATENABHO MIEPEMEITMBAIOT.

PacTBOp XpaHAT B XO;I0AMIBHMKE Npu TeMmTiepaType 4—6 °C B Teue-
Hye 6 MecsILIeB.

7.2.2. Pacmeop Ne 1 auemoxaopa oan zgadyupoexu
(konuenmpayua 5,0 mxe/cm’)

B MepHyio koa6y BMecTUMOocTi0 100 cm® moMeratoT 5,0 oM® ue-
XOHHOTO pacTBopa aueTox/iopa ¢ kxoHueHtpauued 100 MKr/cy’
(nn. 7.2.1), pa3baBSII0T aHETOHOM 10 METKH.

FpaayupoBounbiit pactBop N | XpaHST B XOAOAMTbHUKE TIPH TEM~
neparype 4—6 ‘C B TeueHMe Meca1Ia.

7.2.3. Pabouue pacmeops: No 2—5 auemoxaopa 0as epadyuposku
(kouuenmpauus 0,025—0,25 mxe/cm’)

B 4 MepHble kon6b! BMecTHMOCTbIO 100 oM roMmernaroT 0,5; 1,0; 2,0
u 5,0 cM rpaZyMpOBOYHOIO pacTBopa N2l ¢ KOHLEHTpauMei
5,0 Mxr/cm® (1. 7.2.2), ZOBOJAT O METKH FEKCAHOM, TIHATENLHO TIepe-
MEHIMBAIOT, NOJYYaloT pabodne pacTBopsl Ne 2—35 ¢ KOHIIEHTpausIMH
auetoxnopa 0,025;0,05; 0,1 m 0,25 Mxr/cM’.

PacTBOpEI XpaHAT B XOMOAUNBHUKE TTPH TeMTiepatype 4—6 "C B Te-
yeHue 14 auei.

10
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7.2.4. Pabouuil pacmeop No 6 auemoxaopa 045 6Hecenus
(konuenmpayus 0,5 mre/cm’)

B MepHyto xonby sMectuMocThio 100 cM® nomeinatot 10,0 e rpamy-
HPOBOYHOTO pacTBopa Ne | ¢ koHueHTpaine# 5,0 mr/cm’ (11. 7.2.2), J0-
BOAAT 0 METKH allcTOHOM, TLATEIbHO MEPeMELTMBAIOT, MTOMYYaoT pa-
Souuit pacTBop Ne 6 s BHCCEHMS C KOHLUEHTpAIMeH aleToxiopa
0,5 Mxr/cM’.

PacTBop XpaHST B XONMOOWIBHUKE ITpU TeMIlepatype 4—6 “C B Teye-
Hue 14 aueit.

3OTOT PacTBOP MCHOML3YIOT IS IIPUTOTOBIEHHUS TIPo0 ¢ BHECEHHUEM
TIPH OlleHKE TNTOAHOTHI H3BJAeUeHUst JEWCTBYIOLIETO BEIECTEA METOROM
«BHECCHO—HAWICHO» W KOHTPOJIS KadecTBa pe3ybTaTOB H3MepeHUit
METOI0M N100aBOK.

7.3. Yemanoenenue epadyupogoyoll XapaKmepucmury

I paIyMpOBOYHYIO XapaKTePHCTHKY, BLIPAKAIOLIYIO JUMHCHHYIO (C
VIZIOBBIM KO3(hhHUHEeHTOM) 3aBUCUMOCTD IIOIAny nwka (MB - ¢) or
KOHIIEHTpaHUH alleTOXIOPa B pacTBOPE (MKI/CM?), YCTAHABIUBAIOT Mc-
TOLOM abCONOTHON KanuOpoBKYM 1o 4 pacTBOpaM ISl TPagyUpOBKH
Ne 25,

B ucnapurene xpomaTtorpada BBOAAT 170 | MM’ KaXZ0ro rpaiynpo-
BOYHOIG PACTBOPA M aHATH3MPYIOT B YCIOBUSIX XpoMaTorpadMpoBaHus
no 1. 9.2. OcyiiecTBAsIIOT He MeHee 3 rapasUleTbHbIX H3MEpeHni. ¥ cTa-
HaBIBAIOT ILTOIAAY TUKOR (MB - ¢) aneroxiopa, Ha OCHOBAHHH KOTO-
PbIX CTORT TPAAYHUPOBOYHYIO 3aBHCUMOCTD.

7.4. Hpueomos.ienue CMeCl 2eKCAN—U30-NPONAROA 047 IKCIPAKIUN
¢ nampona (oGsemiuoe coomuouenue 3 : 1)

B MepHy10 konby BMecTUMOCTBIO 100 cM® noMeiiaior 25 cM® n30-
Nponadona, J0BOAST IO METKH I'eKCAHOM, TTepeMelINBaoT.

7.5. IlTodzomosxa nampona Sep Pak Classic C18
GAS OMUCINKU IKCMPAKINOs

ITatpor Sep Pak Classic C18 ycTaHaABNIHBAIOT HA ATIOHX C TIPSIMbIM
OTBOAOM JUTSl BAKYYMa, CBEPXY B IIaTPOH BCTABJISIOT UINPUII € PAYBEMOM
JIstoepa 0ObeMoM He MeHee 10 cM?, HCTIONb3YEMBIi B KauecTBE EMKOCTH
IUTA 3JI0eHTA.

KoHieHTpHpYIOHIWIE TTaTPOH NPOMBIBAIOT MOCAETOBATENBHO 5 CM*
METAHOJIA, 3aTeM 3 CM® e HOHHM30BAHHOM BOAKL. 11ponexypy NpoBoItT c
HCTIONb30BaHUEM BaKyyMa, CKOPOCTBH TIOTOKZ pacTBOPHTENEi 4depe3
ITATPOH He AOIKHA IIPEBHILIATE 5 CM*/ MUK, IIPH 3TOM HeJIb3A AOTIYCKAThb
BBICBIXaHW NTOBEPXHOCTH FTATPOHA.
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Hpuvevanne. B oTcyTCTBHE CMEUNATBHOTO A7TOHKa KHIKOCTD TIPOIaBIMBANOT e~
Pe3 NaTPOH ¢ TTOMOIIBK METHLIMHCKOTO LITPHUA. CKOPOCTh HPOAABTHBAHUS PacTBOpa He
NOMKHA MPeBbIIATE | —2 KaIliv B CEXYHAY.

8. O16op ¥ xpanemse npod

OT60p Mpob MPOU3BOIUTCA B COOTBETCTBHH € TIpABUIIAMM, OHpPEAc-
nmenHsiMu TOCT P 515922000 «Bona. O6ume TpeGoranus K oTbopy
npob» ¥ «YHUDHUKMPOBAHHBEIMUY NTPaBUAaMK 0TOOpa TpoG CENbCKOXO-
3AHCTBEHHOM NPOAVKIIUN, MHILEBRIX IPOAYKTOB H 00BEKTOB OKPYXaI0-
IEA cpedbl UTSl  OMNpeXelIeHs] MUKPOKOAMYECTB MNECTHIMIOB»
(Ne 205179 ot 21.08.79).

OrobpaBHbie NpoObl BOABI XPAHAIT B CTEKISHHOH WV NMOTHITHIIE-
HOBOH Tape B XOJIOAWIbHUKE He Oonee 7 THel. /g AMUTeIsHOTO XpaHe-
HHSI 00pa3LBl 3aMOpPAKHBAIOT M1 XPaHSIT NMpK temnepatype —18 °C,

Flepen aHaTHU30M 00pa3lbl BOABI DUILTPYIOT Uepe3 HEILTOTHBI
OVMaKHEBIH DHABTP.

9. Brinonmenne onpe/eeHns

9. 1. Hodzomosxa npod k onpedeaenuro

Ofpazent oThuapTpoBaHHoN Boabt 06beMoM 100 cuf TTOMEINAIOT B
XMMUYECKUH CTaKaH BMecTHMOCTRIO 200—300 cM’. 3aTeM ¢ TTOMOLIBIO
MEIMLIMHCKOTO [IMPHIA (MW pa3pskeHMs], CO3/aBaeMOro BOAOCTPYH-
HBIM HacOCOM) NMpo0Y HAHOCSAT HAa KOHUECHTPHPYIOIUHI 11aTpoH Sep Pak
Classic C18, TonroToBICHHEIH TT0 T1. 7.5, CO CKOPOCTBIO MPONYCKAaHUS
pacTBopa 1 —2 Karumi 8 cexyHy. I1aTpoH 0CBOBOXIAIOT OT CACIOB Bila-
¥ {OCYIUAlOT) C TOMOILBIO Pa3PsSDKEHMS, CO3:1aBACMOTO BOIOCTPYWHEIM
HacoCoM,

ALICTOXJIOp AOUPYIOT ¢ TIATPOHA 3 cM* cMeCH TreKcaH—M30-T1po-
maHon (3: 1, mo obneMy), cobupast 3TIOAT B KPYIIOJOHHYIO KO0y
BMECTHMOCTSI0 50 cMP, YITapuBarOT I0CYXa, OCTATOK PacTBOPSTIOT B 2 CM*
reKcaHa M aHAAM3KHPYIOT Ha colepXaHHe alleToXa0pa B YCIOBHAX Xpo-
MaTtorpadupoBadus 1o 1. 3.2,

9.2, Ycaosun xpomamozpaduposanus

Fazospili xposmatorpady, cHaOXeHHBIH 3NCKTPOHHO-3aXBaTHLIM
JIETEKTOPOM.

Konodka karsuuagpHas DB- 1761, wiuHoi 30 M, BHYTpEHHUM THa-
meTpoM 0,32 MM, TONIIMEA TWIeHKKR copbenTa 0,5 MKM.

Temmneparypa: netextopa — 300 °C, ucnapurens — 250°C.

Temreparypa repMocTara KOJIOHKMW NporpaMMvuposaHHas. Ha-
yambHasi remitepaTypa — 150 °C, BBIZIEPXKA | MUH, HarpeB KOJIOHKH €O
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ckopocThio 10 °/MuH no TeMnepatypsl 220 °C, BRIACPXKKa 3 MUH, 3aTeM
HATPEB KOMTOHKH CO CKOpOCThIO 25 °/MuH 1o Temmnepatypsl 270 °C, BbI-
ACpXkKKa 2 MHUH.
Ta3 1 (asor): nassenne 70,0 xITa, 32,1 cMm/c, notok 1,5 cm*/MuH.
T'a3 2: zenenne noroxa 1 : 6,8; copoc 10,2 ey’ /MUH.
OpHEeHTUPOBOYHOE BPeMsI BLIXOa alleTOXIopa ~ 9,2 MHMH.
XpoMmaTorpadupyeMblit 00beM: 1 aMM3.
Jlunennwlit AManasoH aetextupoanus: 0,025—0,25 ur.
O6pa3ibl, Jal0LHe TUKA DOJBIIHE, YeM FpadaydpOBOYHBIH pac-
TBOP alleTOX!Iopa ¢ KoHIleHTpauunen 0,25 Mxr/cM’, pa3baBigioT rekca-
HOM (He Gonee yeM B 50 pa3).

10. OdpadoTka pe3y/bTaTOB H3MEPEHHH

Conepxanue aueroxsiopa s 11pobe (X, Mr/aM°) paccuuTBIBAKOT O
dopmvie:

X:A V

P

, [e

X — copepxaHye alleTOXI0pa B Tpode, MI/AM?;

A — XOHUCHTpALMA alleTOXJ10pa, HaMAeHHast M0 TPaiyHpo-
BOYHOH XapaKTepHUCTHKE B COOTBETCTBUK C BEIHYMHOMH
[LTOII&IH XpOMaTOTrpahyecKoro mHkKa, MKI/ChM?;

V' — obbeM akcTpakTa, MIOArOTOBIEHHOTO AAA XpoMaTorpa-
(hrpoBaHus, cM’;

Voﬁp — obbeM 00pa3ua, B3STOro VI aHa-TU3a, CM>.

11. IIporepKa npHeM;ieMOCTH Pe3yIbTATOB
napauie/IbHbIX onpene/JeHHA

3a pe3y/IbTaT aHaIu3a NPUHUMAIOT CpeaHee apMpMeTUUECKOE pe-
3VIIETATOR RYX Napaltle TLHEIX ONpeAe/IeH, pacXOKIeHUE MeKITY KO-
TOPBHIMM HE MPEBLILAET NIPELe,1a IIOBTOPICMOCTH:
2-X, -X2|-100
—— < e (1)
(X, +X))

X,, X, — peayibTaThl MapannelbHEIX ONpeleIe N, MI/aM?;
r — 3HAYEHUE Npeiesia ITOBTopsieMocTH (Tabn. 1), ipu aToM
r=2.80,

Tpu HeBLITIONHEHWUH YCIOBUSA BRIACHAIOT TPHYHHEI TIPEBBILLICHHS
ripeiesia MOBTOPSAEMOCTH, YCTPAHSIIOT MX M BHOBb BBITIGTHAIOT AHAIUS.
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[Tpuseuanne. MaenTuduxauns 1 pacyer KOHIEHTPalHH BeILECTBA B (IpoGax MOTYT
ObITe MPOBEILHD! C NOMOILILKY KOMIBIOTEPHOH TPOFPaMMbl 00pabOTKN AaHHbIX, BKITIO-
YeHHOH B AHATHTHISCKYIO CUCTEMY.

12. Odopmierne pesyanTaToB
Pe3yanaT aHaTU3a NMPpeACTABIIA0T B BHAE:

(Yi A) Mr/oM® npu Bepositioctd P =0,95, roe

X — cpeanee apH(MeTHUECKOE Pe3yILTaTOB OTIpeNcIeHHi,
TIPW3HAHHBIX TIPHEMAEMBIMH, MT/IM?;
A — TpaHHIa a6COMIOTHOM TOIPEITHOCTH, MT/IM'.
ox X
A —
100

§ — rpaHHila OTHOCHTETBHOM NOTPEUIHOCTH METOIUKH (110-
Ka3aTe b TOUHOCTH B COOTBETCTBUM € JUATIa30HOM KOH-
neHTpauuit, raon. 1), %.

. TAE

Ecm cofepRaHiie KOMITOHCHTa MEHee HIKHeH IpaHdibi AHara-
30Ha OTIPEAESISIEMBIX KOHUESHTPALIWH, Pe3ViabTaT aHaIM3a PeCTaBia-
10T B BUAC!

«codepacanue eeulecmaa 8 apode eoder mernee — 0,0005 me/dm> ",

13. Kontpons kayecTBa pe3y.1bTaTeB H3MepeHHi

OrnepaTUBHBIH KOHTPO/b [OTPEUIHOCTH W BOCITPOU3BOIUMOCTH
W3MepeHuit ocyitecTBageTcs B cooTBeTcTeun ¢ FOCT P UCO 3725-
-(1-6)—2002 «ToyHOCTE (TPaBWIRHOCTE M TIPEUM3UOHHOCTE) METOZOB
Y1 PE3YIBTATOB M3MEPEHHUI».

13.1. Konmpoao cmabussnocmu epadyupogounol
XQpaKmepucmuKu

KoHTpos1s cTaBUALHOCTH FpaAyUpOBOYHON XapaKTepHCTUKH T1IpO-
BOIST B Haua1e ¥ fI0 OKOHYaHUM KaXJ0i cepyuH aHaJIN30B.

[Ip1 KoHTpoJIe cTabWIBHOCTH FPaIyHWPOBOYHOM XapaKTepUCTHKH
TIPOBOAAT U3MEPEHUSE He MEHee Tpex 06pa3iioB KOHLEHTpallWi [UTsl rpa-
AYHMPOBKH, cOAepKaHUe alleTOXI0pa B KOTOPHBIX HOJIKHO OXBATHIBATh
BeCh AWana3oH KoHueHTpauni ot 0,025 go 0,25 Mxr/em?.

I'panyupoBOUHas XapaKTepPHUCTHKA CYHTAETCs CTAaGUABLHOM, eCiin
719 KaXKI0TO U3 UCTIOTB3YEMOTO [T KOHTPOIA IPAIyHPOBOYHOTO pac-
TBOPA COXPAHACTCA COOTHOUICHHE:

$,0005 Mr/am’ — npene:1 oGHAPYXeHHS B BOJE.
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X ~Cyxi00
A:———-———( )X_sz,me

X — KOHIIEHTPALHs aHeToxX1opa B 11pode MpH KOHTPOJIILHOM
M3MEpPEeHHH, MKT/CM?;

C — wW3BecTHasi KOHLIEHTPalNusi rpadyNpoOBOYHOTO PacTBOpa
aueToxopa, B3sitad Wi KOHTPOJNsSl CTA0WJIBHOCTH Ipa-
AYNPOBOYHON XapaKTepHUCTHKHU, MKT/CM?;

2 — MOTPelIHOCTb IPalyAPOBOUHOH XapaKTepUCTHKH, %.

Ecnv BeTiiuHa pacxoxaeHns (A) npeBriacT 2 %, JemaoT BRIBO O
HEBO3MOXHOCTH NIPUMEHEHUS FPAdyUMpOBOYHON XapaKTepHCTHUKH 114
NaThHeHIIMX u3MepeHHUil. B 3ToM cnydyae BRIACHSIOT M YCTPAHSIOT NIpH-
YHHbI HeCTaOMABHOCTH TPATYHMPOBOYHON XapaKTePUCTUKH ¥ MTOBTOPSIOT
KOHTPOJIb €¢ CTAOUIBHOCTH ¢ HCTIONB30BaHHEM JAPYTHX TPATYUPOBOYHBIX
pacTBOPOB alleToxXiopa, rnpeaycmorpeHHBIX MBH. T1py nosTopHOM 00-
HapyXeHUH HECTa0WILHOCTH IPATyHPOBOUHOW XapaKTCpUCTHKH yCTa-
HABAUBAKT €€ 3aHOBO COTIVTACHO 1. 73

CTabWwIbHOCTb PE3YILTATOR H3MEPEHUI KOHTPOAHPYIOT MEpPEe T1po-
BeleHHEM N3MEPEHMI, AHAIN3KUPYS OJUH H3 IPAIYHPOBOUHLIX PACTBOPOB.

13.2. Iianosstii sHympusatopamopusii onepamiueHol KOHMpPo1s
npoLedypbt 66INOAHEHNA aHAU3A

[1naHoBBIH BHYTpH1a60paTOPHBIT OITePATHBHBIM KOHTPOJIB TIpO-
HeAyPel BHITIOTHEHNST @HTH 32 TIPOBOIKTCA METOIOM 100aBOK.
BenuurHa zo6asku C, J0MXHA YAOBJICTBOPATE YCIIOBHIO!

C,z A s+A o, Tae
+A 7 (tA ) XapakTEPUCTHKA TOTPEelHOCTH (a0CONWwTHas To-
- o TPELIHOCTE) Pe3y:IhTaTOB aHaIM3a, COOTBETCTBYIO-
asg COAEPKaHHIO KOMITOHEHTA B MCTIBITYEMOM 00-
pa3iie (PacyeTHOMY 3HAYEHHIO CONEPXKAHMST KOMHO-
HEeHTa B 00pa3slle ¢ A00aBKO# COOTBETCTBEHHO),

MT /M, TIPH 3TOM:

A, =+084A, TiIe
A — TpaBWua abCconOTHOU NMOTPSIIHOCTH, MT/AM’:
x X
A= 8
100

§ — TpaHULa OTHOCHUTETHHOM MOTPEUIHOCTH METOXMKHY (T10-
Ka3aTejlb TOYHOCTH B COOTBETCTBHH C IMATIa30HOM KOH-
ueHTpaliki1 Tada. 1), %.

, e
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KonTtponbhslil fapaMeTp Rpoliexyphl K, paccyuTHIBAIOT 1o dop-
MyJe:

K, =A_”~E~C3 , Fie

X', X,C, — cpeanee apU(PMETHYECKOE PE3YIbTaTOB NapaieTbHbBIX
onpeae;ieHUH (IIpU3HAHHBIX TIPHEMAEMBIMA TIo 17, 11)
cOOepKaHWA KOMIOHCHTa B 0bpa3iie ¢ A406aBKOM, HC-
nbpITYeMoM 0Bpasiie, KOHUESHTpallug 100aBKH, COOTBET-
CTBEHHO, MI/IM*.

Hopmarus koxTpons K paccuuTheiBawT 110 hopmMyne

_ 2 2
K —‘\A:LF +A.r.;

[TpoBoasT conocTaBAeHUE pe3y;TbTaTa KOHTPO: st npoueaypsl (K ) ¢
HOPMATUBOM KOHTpos (K).
Eciit pe3ynbTaT KOHTPOJIS IIPOLIEAYPE] VIOBAETBOPSET VCIOBHIO

K<k, 2)

[IPOLEYPY aHATIMIA IIPU3HAIOT YIOBISTBOPHTE IbHOM.

TIpu HeBHITIOAIHEHWH YCIOBHSE (2) NTPOUELYPY KOHTPOSISI TOBTOPSI-
10T. ITpH MOBTOPHOM HEBBITIOTHEH MK YCHOBHS {2) BRISCHSIOT NPUYHHBI,
TIPUBOASIINE K HEYIOBIETBOPUTCILHEIM PE3Y/IbTaTaM, H TPUHHMAOT
MEPBI 1O HX YCTPAHCHIIO.

13.3. Ilposepra npuemaemocmiu pe3yabmamos umepenud,
HOAYMEHHDIX 8 YCAOBUAX 80CNPOU3IBOOUMOCINU

PacxoxXIeHHe MeXdy pe3y;JbTaTaMi USMEPEHHH, BBIMONHEHHEIX B
YCIOBHSIX BOCIIPOM3BOIMMOCTH (pa3Hoe BpEMs, pa3Hble OfepaTopsl, pas-
Hible ;1a6oPaTOPpHH ), He ZOJDKHO IPEBHIIIATD TIpee/ia BOCHPOH3IBOAHMOC-
™ (R):

21X, - X,|-100

<R, e (3)
(X, =X,

X,, X, — pe3ynbTaThl HM3MEPEeHMH, BBINOMHEHHBIX B YCIOBMSIX
BOCTIPOM3BOIMMOCTH (pa3HOE BpEMs, pa3HBbIe OIepaTo-
pbl, pa3Hbie ;1a00paTopuM), Mr/am>;

R — npeaes BOCIIpOM3BOIMMOCTH (B COOTBETCTBUHM C AHATTA~
30HOM KOHLUEHTpauui, taén. 1), %.
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