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4.1. METO/Ibl KOHTPOJIA. XUMHWYECKHUE ®AKTOPBI

I'azexpomartorpadudeckoe onpenenenue
FCKCAMETHJICHIHAMHHA B BOJHBIX BHITHKKAX
H3 HOJHMEPHBIX MATEPHAJIOB, TPHMEHAEMbIX

B NHOI¢BOH NPOMBIILICHHOCTH

MeTtoauueckue yKazanns
MYK 4.1.3086—13

CBugerenscTB0 00 arrecraum ot 9.10.2012  Ne 01.00282-—2008/
0144.09.10.12.

Hacrosmye METONMMECKHE YKa3aHUA YCTaHABIMBAIOT NOPAJOK NpyUMe-
HEHHA METOHA ra30XpoMaTorpa)u4eckoro KOJHYECTBEHHOIO aHajud3a BOJA-
HBIX BBITSDKEK H3 M3IENNI U MaTepuasloB HA OCHOBE reKCaMeTHIeHAHaMHHa
(noNHaMHIbI) ¥ reKcaMeTWIeHINH3onuayara (IoNMypeTaHbl) IJiA ONpeaene-
HHA B HAX IeKcaMeTHIeHINaMuHa B auanasose 0,005—0,5 Mr/me.

MeTtoamgeckue yKa3aHHA HOCAT PeKOMEHIATENbHbIN XapakTep.

Haspanwue neiictByromero Bewmectsa no MCO: rexcaMeTuIeH 1uaMuH.

Ha3ssanue geiictByroutero BemecrtBa no MIOIIAK: rexcan-1,6-1uaMuH;
1,6-1MaMHHOreKCaH.

CrpyxtypHas dopMyrna:

HAN \/\/\/\ NH,

Omnupuyeckas opmyna: CeH N,.

MonekynspHas Macca: 116,21 r/mons.

BecLBETHOE KPUCTALINYECKOE BELIECTBO C XapaKTepHbIM aMUHHBIM 3a-
IaxoM, OXOXHM Ha rmnepuaud. [lnorrocTs 0,84 riem’. TeMneparypa 11as-
sermsa 42 °C, kunenns — 205 °C. Xopoino pacTeopuM B GONBIIMHCTBE Opra-
HUMECKHX pacTBopuTenel. PacTBopuMOCTh Boje — 96 17100 cm’. Ileperoms-
eTcs C BOJAHBIM NapoM. YCTOWYHB Ha BO3QyXe, FOPIOY, TeMIleparypa
pensimks 93 °C.
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1. MeTpoaxorudeckne XapaKTepBCTHKH

Tlpu cobmoneHHH BCEX PErJaMEHTHPOBAHHKIX YCIOBHH NpOBEACHUA
aHaJu3a B TOYHOM COOTBETCTBMM C JaHHON MeTOAMKOH morpemHocTh (¥ e€
COCTABJLAIONIME) PE3yJILTATOB M3MEPEHHH NPH AOBEPHTENLHON BEPOATHOCTH
P =0,95 He npeBbiNacT 3Ha4EHUNA, TPHUBEJACHHBIX B Tab. 1 mis cOOTBETCT-
BYIOLIMX THANa3oHOB KOHLECHTpalM.

Merpoaoruycckie napamerpbi

Tabnuua 1

IMokasa- |[Toxasarens | ITpenen nosto- | [Ipenen socrpons-
Jluanasoy | 67 T04- | MOBTOPAC- | PAEMOCTH (3Ha- | BOOZMMOCTH (3Ha-
Anamn- | onpene- HOCTH |MOCTH (cpea-| ueHue JOMyCTH~ | YEHHE AOILYCTHMO-
. JHCMBIX (rpaHMua | HEXBaApa~ | MOro pacxoXme-{ ro pacxomACHUs
pyemsifi | koHuen- OTHOCH- | TUHHOE OT- | HIA MEXJLY JIBY- | MEXIY ABYMS pe-
oGBekT | Tpamm TENpHOM | KNOHEHHE | MS pesynbTara- |3yjETaramv u3mMepe-
v /nMs’ NOrpeu- | MOBTOPSAC- | MH Napauiens- | HAl, MOJy4EeHHBIX
HOCTH), %,] MOCTH), | HBLIX ompejene- | B pasHBIX 1abopa-
P=0,95 o;, % Hu#), ¥, % TOpuAX), R, %
Boxnas |ot 0,005 no
BhiTskKa | 0,5 BKIL 30 2,2 6 9

TlonsoTa wu3BNECYEHUA BCIICCTBA, CTAHIApPTHOC OTKIIOHCHHME, OOBEpH-
TEJIbHBIN HHTEPBaN CPEAHCI0 pe3ynbTara AJis1 BCErO Jnana3oHa ml\{epe}mﬁ

(n=20) npuBenexs! g Tabu. 2.

Tabnuua 2

IloanoTa u3BJIEeYeHHR BeljecTsa, CrTasAapTHoOe OTKACHEHHE,

AOBePHTENbHbIH HHTEPBAJ CPEAHErD Pe3YILTATA

Mertponorudeckue napamerpsl, P = 0,95, n =20
Auanumf- TIpenen Juanazon ITonnora | Cranpapr- | Mosepurenn-
PYEMBIH | o6Hapyxe- | OPEACNAEMEIX | U3BICYEHHA | HOE OTKIO0- | HbIM HHTepBaX
oGsexT HHS, KOHLIEHTpaumii,| BellecTBa, HEHHe, CpeIHCro pe-
mr/om’ Mr/oM % % synbTara, £, %
Boxnas
BRITSDKKA 0,005 0,005—0,5 96,50 4,8 2,8

2. Mertoa u3mepenni

MeToanka OCHOBaHA Ha OTIPEE/ICHAN IeKCaMETHACHAMAMMHA C TIOMO-
B0 KaMHLIAPHOH ra3okuaKoCcTHOH xpoMaTorpadun (IKX) ¢ snexrpono-
3axBaTHBIM (O3]1) Hin Macc-cenekTUBHBIM AetekropoM (MCJI) nocne ussne-
YeHHs BEIleCTBa M3 AHAINH3HPYEMBIX 00paslioB TOMYyOJIOM, 06paboTku 3KC-
TpakTa TPU(YTOPYKCYCHBIM aHIHIPHAOM C 06pa3OBaHWEM COOTBETCTBYIONIErO

AHaMyja.
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KouuecTBeHHOE ONpENENCHHE POBOAMTCA METOAOM abCOMOTHOW Ka-
OpoBKH.

3. Cpencrsa H3mMepeHnii, BcnoMorareJbHble YCTPOHCTBA,
PEaKTHBBI H MATEPHAJILI

3.1. Cpeocmea usmeperuii

T'asoBblif xpoMaTorpad, cHabxKeHHbIH 3eKTPOHO-

3aXBaTHBIM AETEKTOPOM C MPENENOM AETEKTHPO-

BaHUA IO JIMHAAHY 3,4 x 107" r/c n macc-cenex-

THUBHBIM, aBTOMAaTHYECKIM IPOGOOTOOPHUKOM,

NpexHa3sHa4YeHHbIN U1 paboTh! ¢ KATHILIAPHOMN

KOJIOHKOM

Becp! 1aGopaTopHbie aHAIMTHUECKHE, HanOOIbIIIMIA

npeaes B3ewnBanus 110 r, npeaen T0omycTHMOH

norpemrocT# + 0,2 Mr TOCT P 53228—08
Becsl taboparopHeie o6iero Ha3HadYeHU, €

HauOONBIIMM IIpeeioM B3BeHBaHUA 4o 500 r u

npefie oM JOMycTHMOM norpemsocTd + 0,038 r  I'OCT P 53228—08
Kon6s1 MepHbIe BMECTUMOCTBIO 2-25-2, 2-50-2,

2-100-2, 2-250-2 I'OCT 1770—74
Mepb! Macch IFOCTOIML R 111-1—09
MHuKpOIIpUL BMECTUMOCTHIO 10 MM

MuKkpouimpuI BMECTHMOCTHIO 50 MM

ITureTxn rpanyHMpoBaHHbIe 2-TO Knacca TOYHOCTH

BMecTHMOCTHIO 1,0; 2,0; 5,0; 10,0 oM’ 'OCT 29227—91
TIpoGupKH rpaiyHpoBaHHbIE C npmunuq)osalmoﬁ

mpo6koii BMeCTHMOCTEIO 10 o™ I'OCT 1770—74
I[IHHIpE! MEpHBIE 2-TO KjIacca TOUHOCTH

BMECTHMOCTEIO 25, 50, 100 1 250 cM’ TOCT 1770—74
pH-metp

Hpnme‘lauue. ﬂonycxacrcx HCIOJIE30BaHe CPECACTB UBMEPEHHSA C aHAJIOrK4-~
HbIMM WM ITy4YLIMMU XapaKTCPUCTHKAMHU,

3.2. Peaxmuent

lexcaMeTHIEHANaMHR, COIEpP)XaBUe OCHOBHOTO
KOMITOHeHTa 99,6 %

A30T razoo6pasHsiii (99,999 %) B 6amioHax TY 6-21-39—96
Bona ma raboparopHoro aHaina3a (6uancTmLIN-
pOBaHHasA WIH JIEHOHH30BaHHAN) I'OCT P 52501—05



MVK 4.1.3086—13

enuit B4, u3 GannoHa TV 0271-001-45905715-—02
Kanuii pocopHo-kucniii oynozamemensbii, xa I'OCT 4198—75
Harpuit cepHo-kucaslil (Cynbat HaTpHs)

0e3BOIHEBIN, X4 T'OCT 4166—76
Harpuit xnopucThii (XJIOpUA HaTpHA), X9 I'OCT 4233—77
Tosyon, x4, W1 Xxpomarorpadau TY 6-09-786—76

TpudropykcycHbI# aHTHAPHI, X4, V1A CHHTE3a

Npumevanne. JlonyckaeTcs UCNIONB30BaHHE PCakTUBOB ¢ GoJiee BHICOKOH KBa-
Jmburanueii, He TPEOYIOMHUX JOMOSTHATENBHOM OYHCTKH PaCTBOPHTENCIH.

3.3. Bcnomozamenwvhbie ycmpoiicmea, Mamepuaist

Bymara usnukaropHas ynusepcanbsas, pH 1-14  TY 6-09-1181—89
BOpPOHKH J€UTEIIbHbIE ITHHAPHIECKHE

BMeCTHMOCTBIO 10 1 25 oM’ I'oCT 25336—82
BopoHkH XMMHYECKKE CTEKIIHHbIE KOHYCHBIC FOCT 25336—82
I'urpoMeTp ¢ IMana3’oHOM H3MepeHMi OTHOCH-

TeasHOM BIakHOCTH OT 30 1O 90 % TV 25-11-1645—384

I'pyuia pe3uHoBas TY 9398-005-0576-9082—03
Kon6s1 xonmyeckue (IN0CKOJOHHBIE) C MPHILIU-

doBanHOM Mpobko# BMeCTHMOCTEIO 250—300 eM® T'OCT 23932—90

Kon6r1 xpyrimogonHste Ha npmude (s ynapusa-

HUA) BMECTHMOCTHIO 10 1 50 oM I'OCT 9737—93
CrakaHbl XUMHYECKHE C HOCHKOM BMECTHMOCTBIO
100 e’ I'OCT 25336—82

CTeKNAHHBIE NATOMKH

PoTauoHHbIl BaKyyMHBIH HCIIADUTENh C MEM-
6paHHBEIM HacocoM, 00eCIIeTHBAIONINH BaKyyM JI0
10 mbap

TepMoMmeTp ¢ AHana3oHOM u3MepeHui ot 0 1o

55 °C u ueHoii penenns 0,1 °C I'OCT 28498—90
TepmocTaT cyxoBO3YUIHBIH, IHana3oH paboyeit
Temneparypsi 1o 55 °C, obecnieunsaromuii nox-
JepKaHHe 3aAaHHOM TeMNepaTypsl ¢ NOrPenIHO-
cTeio He Hostee 1 °C

XononwibHUK BOJSHON 00paTHbLIH
XpomaTorpadHaueckas KanwUIspHas KBaplieBas
KOJIOHKA, ANMMHO# 30 M, BHYTPEHHHUM AHAMETPOM
0,25 MM, conepxainas copOenT: 14 % uuaHmpo-
mwidpeHWINOMHCHWIOkcana 1 86 % AMMeTRINONH-
CHJIOKCaHa, TOJILIMHA TUIeHKH copbenTa 0,25 MKM
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Xpomatorpadmaeckas KanHLISpHas KBaprieBas
KOJIOHKA [ytnHOM 30 M, BHYTPEHHUM IHAMETPOM
0,25 mm, conepxamias copberT: S % denrvmonu-
CWIOKCaHa ¥ 95 % AMMETHINONHUCUIIOKCaHa,
TOJIMHA IUIEHKA copberTa 0,25 MKkM
Ilpumeuanne. JOImycKacTcs HCII0JIB30BAIINC BCIIOMOIATENEHBIX CPEACTB H3Me-
pel«mﬁ, ycrpoﬁcra K MarcpuajiOB C AHANOMMYHLIMH HIM JTy4YUHMMH TE€XHHYCCKHMH
XapaKTCPUCTHKAMHK.

4. TpeGoBanun 6e301aCHOCTH

4.1. TIpn BHIONHEHNM M3MEpEHHTT HeoOX0auMO cobmronats TpeboBanua
TexHHKH 6e30nacHOCTH NpH paboTe ¢ XUMHYECKMMH peakTnBaMH mo JOCT
12.1.007—76, Tpe6oBanus 1o 3eKTpoOe30NacHOCTH NpH padoTe ¢ HIEKTpo-
ycranoBkamy o TOCT P 12.1.019—09, a Takxke TpeGoBaHHs, H3IOKEHHBIE
B TEXHHYECKOH HOKYMEHTaLMH Ha ra3oBslif Xpomarorpagd.

4.2. TloMewesne JOKHO COOTBETCTBOBATL TPeGOBaHMAM MoXapobeso-
nacgoctd mo OCT 12.1.004—91 u uMeTh cpeicTBa MOXKAPOTYUIEHHA MO
T'OCT 12.4.009—83. Conepsxanse BpeAHBIX BEIIECTB B BO3AYXE He JIOIDKHO
npesbimatk [IJIK (OBYB), ycrawoenenweix I'H 2.2.5.1313—03 u
2.2.5.2308-—07. Opranuzaups o6yueHns paGoTHUKOB 6€30NaCHOCTH Tpysa —
no 'OCT 12.0.004—90.

4.3. TIpu paboTe ¢ rasaMH, HaXOAMUMMHCS B 6aJUI0HaX N0 NaBAEHHEM
1o 15 MiTa (150 xrc/cm?), Heobxomamo cobmonats «IIpaBuna ycTpoiicTsa U
6e30nacHo IKCILTYaTalHy CTALMOHAPHBIX KOMIPECCOPHBIX YCTaHOBOK, BO3-
JIyXONPOBOJOB M ra3’onpoBOAOB MOA AaBieHHeM», I16-03-576—03. 3ampe-
[IAEeTCA OTKPHIBATH BEHTWIb 0aJUIOHA, HE YCTAHOBHB Ha HEM TOHIKAIOLIMHA

pexyKTop.
5. TpeboBanus k xBaxupHEKAMH ONepaTopa

K BBHINOJNHEHMIO M3MEPCHHH NOIMyCKAIOT CHEUMANNCTA, NPOMIECHUICTO

o6ydeHre, OCBOMBIIETO METOJHUKY, BIaIEIOMEro TEXHHKOH, HMEIOLIEro OMBIT

paGoTHl Ha XHAKOCTHOM XpoMarorpade W MOMTBEPAMBILETO COOTBETCTBHE

TIOJIy4aEMBIX Pe3yJIbTaTOB HOPMAaTHBAM KOHTPOJIA NOIPELTHOCTH H3MEpeHU
no m. 13.

6. YcioBas n3Mepennii
ITpu BEINONHEHHH M3MepeHMIA COOMOAAIOT CIIEAYIOIHE YCIIOBHA:
® [IpOLIeCCHl NPUIOTOBIEHHA PACTBOPOB U NONTOTOBKH NPO0 K aHammM3y
MPOBOJAT NPH TeMueparype BozayXa (20 £ 5) °C ¥ OTHOCUTENLHOM BIAXKHO-
cTu Be 6onee 80 %;
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© BHINIOJIHCHNE M3MEPEHHH HAa ra3oBoM Xxpomarorpade OpoBOIAT B yC-
JIOBHUSX, PEKOMEHIOBAHHBIX TEXHUIECKOH AOKyMeHTanuel Kk mpubopy.

7. IloaroToBKa K BbINOJBCHHAI0 H3Mepennii

H3MepeHnAM TpeJUIeCTBYIOT CIEIYIOMHME ONepally: NPHTOTOBICHME
pacTBOpa rHapoKkcHaa HaTpus, PpocdarHoro 6ydepHOro pacteopa, rpamyHpo-
BOMHBIX PacTBOPOB, PaCTBOPOB BHECEHHSA, YCTAaHOBJICHHE TIpalyHpOBOYHOM
XapaKTePHCTHKH.

7.1 Hpuzomoenenue pacmeopa zudpokcm)a Hampusn
¢ monapHoii Konyewmpayueii 1 Mone/om® (1M pacmeop)

B mepHy:0 kon6y BMecTHMOCTBIO 250 cM°, copepxanyio 100—150 oM’
OouaucTwuinposanHoi Boabl, momemaroT (10 +£0,1) r BaTpHa TMAPOKCHIA,
TOBOJAT BOJOH 0 METKH, TIIATENBHO HEPEMEMBAIOT.

7.2. Ilpuzomosaenue 1 M pocpamnozo bydeprozo pacmeopa (pH 7)

B MepHyio ko6y BMECTHMOCTEIO 250 cM®, conepxamyio 100—150 e’
OMIUCTIIDINPOBAaHHOM Boabl, momemaroT (34 + 0,1) r xamua $ochopHo-Kuc-
JIOr0 OJHO3aMEILECHHOrO, JOBOJAT BOMOH MO METKH, THIATCIBHO MEpeMEIly-
BaroT. KoHTponupyrot pH pactBopa ¢ noMomsio pH-Merpa, npu HeoGxonu-
MOCTH JOBOJAT €ro 3HavueHue 1o 7 ¢ npumeHeHueM 1 M pacTBopa rupokcu-
Ja HaTpHA.

7.3. Ilpuzomoenenue 2padyuposouHbix pacmeopos

7.3.1. Hcxoonwtii pacmeop 2eKCaMemuneHOUaMUHa OnA epadyupoexu
(konyenmpayus 100 mxz/cm’). B mepHyio konby BMECTHMOCTHIO 100 cM® o-
memartoT 0,0100 T rexcaMeTHICHIMAMHHA, PaCTROPMOT B 50—60 cM® Tomyo-
JIa, HOBOJAT TONYOJIOM J0 METKH, TIIATENHHO NIEPEMEIIHBAIOT.

PacTBOp XpaHiAT B TEMHOTE B XOJOIWIbHHKE NpH TemmepaType 4—=6 °C
B TEYEHHE 3 MECALEB.

7.3.2. Pacmeop Ne I mpughmopykcycHo2o npou3gooHozo zexcamemu-
Jlem)uwmma oA 2paoyuposxu  (KOHYEHmMpayus 2eKcaMemuleHOUaMuHa
5 mx/cm’). B rpanyMpoBaHHyio NpoGHpKY ¢ NpAmHQOBaHHOM MPOGKOH
BMecTHMOCTHIO 10 M’ Momemaror 5 cM® uexoanoro pacTBopa mxcamemeu-
IuaMpHa ¢ KonueHTpaumeit 100 Mxr/cM® (m. 7.3.1), BrocaT S0 Mm® TpudTO-
PYKCYCHOTO aHryipuzaa (C NMOMOLIBI0 MMKDPOUINpPHUIR), NepeMEHBAIOT, 110~
MelaoT Ha 1 4 B repMoctar npu 55 °C. IIpo6upKy BHIHUMAIOT H3 TEPMOCTa-
Ta, OXJIKJAIOT 0 KOMHATHOM Temmeparypel. Buocat 4 cM® docharHoro
6ydepHoro pacTBopa, NPUTOTOBIEHHOTO 110 M. 7.2, NEPEMEIMBAIOT BCTPAXM-
BanueMm. Ilocne passeneHus cloeB OTOMPAIOT ¢ NOMOWIBIO NHANETKH OKOJO
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4 cM® BepxHero TONYOJIEHOTO CI0A, NIEPEHOCAT €r B YHCTYIO IPajyMpOBaH-
Hy10 npo6upky Ha 10 cM®, BHOCST B Hee okono 0,100 r 6easoxHoro cynbdara
HATpHA V1A yJaleHUA CIeJOB BJIarH, ocrannmm Ha 4—5 mm

3areM ¢ MOMOIBIO ITUIIETKH Ha 5 CM otéupatot 2,5 cM’ pacTBOpa, me-
PEHOCAT ero B MepHY10 Koaby na 50 cM’, conepxamyro 20—30 cM® Tonyona,
HOBOJAT TONYONOM IO METKH. I'[onyanOT pacTBOp TPUPTOPYKCYCHOTO mpo-
U3BOMHOTO reKCAMCTIICHAHAMMEA ¢ KOHLIGHTpallel rekcaMeTwieHauaMuna
5 MKT/cM,

PacTBOp XpaHAT B MOPO3MWIBHOMN KamMepe npH TeMriiepatype —18 °C B Te-
YeHHe MecAla.

7.3.3. Paboyue pacmaopvi Ne 2—8 npoussooHozo sexcamemuneHOuamu-
Ha Ons epadyupoexu (xonyenmpayus  zexcavemunenouamuna 0,01—
1,0 mx2/ea’).

B MepHYI0 k0j16y BMECTHMOCTBIO 25 cM® oMemaioT 5,0 cM’ rpaympo-
BOYHOTO PACTBOpA IPOHIBOAHOTO rekcameTunesanamuna Ne 1 ¢ koHneHTpa-
el 5 MKr/eM® (1. 7.3.2), HOBOZAT 10 METKH TONYOJIOM, TIIATENBHO Mepe-
MEIIHBAIOT, NONYJaloT paﬁoqnﬁ pactBop Ne 2 ¢ KOHUEHTpallel rexcameTu-
nenmuamuna 1,0 Mxr/cm’.

B 4 MepHbIE KONGH BMECTHMOCTHIO 50 cM® riomemaioT 110 5,0; 2,0; 1,0
0,5 cM® rpagyMpoBOYHOrO PACTBOpa MPOH3BO/HOTO TEKCAMETHIEHAHAMUHA
Ne 1 ¢ xoBuenrpammesi 5 Mkr/cM® (I 7.3.2), ZOBOAT IO METKH TOJNYOJNOM,
THIATeIbHO NEPEMEIINMBAIOT, NONyYaloT paGoune pacTBOPHI N_3——6 C KOH-
nenTpaumelt rekcaMeTiieHmuamuna 0,5; 0,2; 0,1 u 0,05 MKr/cM® COOTBETCT-
BEHHO.

B 2 mepHbie kK0JIObl BMECTHMOCTBIO S0 cM’ ITOMEMAIOT Io 1,0 0,5 oM’
TPAJlHpOBOYHOTO PacTBOpa NPOH3BOJHOTO TeKCAMETHICRANAMMHA N2 ¢
KOHLEHTpaluel 1 MKr/cM™, JOBOAAT AO METKH TOJYONOM, TIIATEJIbHO Nepe-
MEHHBAIOT, NOJY4aloT pab'o-me PacTBOpEI Ne 7—8 ¢ koHUEHTpauuel rexca-
MerrncHIuamisa 0,02 1 0,01 MKI/CM® COOTBETCTBEHHO.,

PaGoune pacTBOpbI XpaHAT B MOPO3WIBHOH KaMepe MpH TeMrepatype
—18 °C B TeueHMe MecsLA.

7.4. IIpuzomoenenue pacmeopos 6neceHUa

7.4.1. Hcxoouwii pacmsop 2eKcamemuneHOUamMuLa ons 6neceuwz (xcon-
yenmpayus 100 mxz/ex’). B MepHYyIo koby BMecTHMOCTRIO 100 CM nomenia-
0T 0,0100 I reKcaMeTWICHIMAMKHA, PACTBOPAIOT B 50—60 cM® GuamcTu-
JIMPOBaHHOMH BOIBI, JOBOAAT BOJOH 10 METKH, TIHATEILHO NEPEMEIIHBAIOT.

7.4.2. Pabouuii pacmeop 2eKcaMemuneHOUAMura ons sHeceHUR (koH-
yeumpayun 5 mxe/cm’). B MepHy10 xo0i16y BMecTHMOCTBIO 100 cM’ oMelnaroT
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5,0 oM’ pacTBopa BHECEHHs ¢ KoHIeHrpamueit 100 mxr/cM® (mn. 7.4.1), noBo-
JAT 10 METKH OHAUCTAUIMPOBaHHON BOOH, TIATENHHO IEpEMEIIMBAIOT.
PacTBOpbI XpaHAT B TEMHOTE B XOJOAWIbHMKE IpH Temmepatype 4—
6 °C B Teuexue 3 MecsLEB.
OTOT pacTBOP MCNIONB3YIOT JUIA NPUFOTORJICHAA IPO0 ¢ BHECEHHEM NP
OLICHKE ITOJIHOTHI M3BJIEYEHUS BEIIECTBA METONOM «BHECEHO-HalilleHO», a
TaKKe KOHTpoJIe TOYHOCTH H3MepeHMIT MeTOIOM «100aBok.

7.5. Ycmanoenenue zpaoyupogovnoii xapaxmepucmuxu

I'panyHpoBOYHYIO XapaKTEpHCTHKY, BBHIPAXKAlOULyI0 3aBHCHMOCTH ILIO-
I TNHK2 TPHPTOPYKCYCHOro NPOM3IBOLHOTO TeKCAMETHUNICHAWAMHMHA OT
KOHLICHTPALMK FeKCaMETWICHIMaMHHa B PaCTBOPE, YCTAHABJIMBAIOT METOJOM
abcoymoTHOM kanubpoBkH 110 7 pacTBOpaM miIi rpaxymposkn Ne 2—38 (ycino-
Bus XpomaTorpaduposanus o I1. 9.1) Wi 5 pacTBopam i IpagyHpPOBKH
Ne 2-—6 (ycnosus xpomaturpadguposasus no 1. 9.2).

B urxexTop XpoMarorpada BBOIAT 1o 1 (aHanms mo m. 9.1) wrm 2 MM
(ananu3s no m. 9.2) KaXHOro rpagyMpOBOYHOTO PAacTBOpPAa M AHAIM3HMPYIOT B
ycnoBuaAX Xxpomarorpaduposanns no o 9.1 wam 9.2. OcyniecTsisior He
MeHee 3 napajieNibHbIX H3MEpeHHt. YCTaHaBIMBalOT IUIOMARM IHMKOB IIPO-
H3BOJHOIO reKCaMETHICHANAMHHA, Ha OCHOBAHMM KOTOPBIX CTPOAT rpamyy-
POBOYHYIO 3aBUCHMOCTb.

8. IToaroroBxa NpoGbl BOAHOH BLITSUKKH /IS aHAIH3A, XpAHEAHE

Boapy1o BBITSDKKY U3 H3IeNnl M MaTepUaIOB HA OCHOBE TeKCaMETHJICH-
auaMHHa (MOJMAMUALI) U reKcaMeTWIeHANH30UHaHaTa ([0JIHypeTaHsl) roTo-
BAT B COOTBETCTBUH C TEXHHIECKOH NOKyMEHTalUMeH Ha NOMydeHHe KaXA0ro
BUJIA TIOJIMMEPHOM NPOTYKIIHH.

BeITsKKY M3 TOJHMEpPHOro MaTepHalla XPaHAT B XUMUYECKH YHCTOH
€MKOCTH C MpUTEPTOH NpoGKoif B 3alMIIEHHOM OT cBeTa MecTe. O6beM oTo-
GpamHo#t MPoGI A0KEH GhiTh He MeHee 15 cM’. Cpok XpaHeHus mpo6 — 10
AHcl B XONOAWIBHUKE (B TEMHOTE) B FepMETHIHO 3aKPBITOI Tape, 3alONHEH-
Ho nox npodxy.

Ilpn ¥ccnenoBaHHM BHITSKEK Ha OCHOBE pa30aBleHHBIX BOAHBIX pac-
TBOPOB KHCNOT (YKCYCHOM, JIMMOHHOM, MONOYHOH), npo6y nepes aHaIH3OM
HeHTpamuzyor 1 M pacTBopom ruapoxcupa Hatpus Ao pH 8—9 (xontpons
0 HHAUKaTopHO#M GyMare).

9. BoinoiHeHHe onpeneneHust

[Ipo6y BOAHOM BHITXKKH 0GHEMOM 4 CM® IOMEIAIOT B ACTHTEIBHYIO
BOPOHKY BMECTHMOCTHIO 10 oM’, BHOCST 0,5 T XJIOPHCTOrO HATpHs, nepemMe-

10
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IIMBAIOT JIO TIONHOTO PACTBOPEHUA COMH. BHOCAT B BOPOMKY 2 ¢M’ Toyorna,
WHTEHCHBHO BCTPAXHBAIOT B TeueHne 3 MuH. [locne pasnemenns das, Bepx-
HHUl TOyONBLHBLIN CIOH NEPEHOCAT B TPpafyMpOBaHHYIO MPOGHPKY Ha 10 cv’.
OKCTpaKLHMIO IeKCaMeTHICHAMAMHAHA TOBTOPAIOT elle ABAXObl NOPLMIMH
TOJyONa o 2 CM® M BCTPAXMBAIOT B TEUEHHE 3 MHH.

B npo6upky ¢ 06heIHHEHHEIM TONYOILHBIM SKCTPAKTOM BHOCST 20 MM
TPHPTOPYKCYCHOrO aHrMApHAA (C MOMOMBIO MHKpOIITIPYIA), NepeMeNInBa-
10T, TOMeMmaloT Ha 1 4 B TepMocTaT npH 55 °C. IIpoOupKy BLIHAMAIOT M3 Tep-
MOCTaTa, OXJTKIAIOT X0 KOMBATHOH TeMIepaTyph. BrocaT 4 cM® docdaTho-
ro 6y¢epHoro pacTBopa, NpUroTOBIEHHOrO 1O T1. 7.2, NepeMeMUBalOT BCTPA-
XMBaHHEM BBepX—BHU3 B Teyenue 1 muH. Ilocne pasnenenus ciioeB oTOMpaioT
C MOMOIIBIO MHIIETKH OKOJIO 5 CM’ BEPXHETO TONYOJNBHOTO CJIOf, EPEHOCHT
€ro B YHCTYIO IPaIyMpOBaHHYIO HpoGHpKy Ha 10 cM’, BHOCAT B Hee OKOJIO
0,100 r Ge3sBogHoro cynsdara HaTpus L8 YHAIEHHsA ClefOB BJIard, OCTaB-
JIIOT Ha 4—5 MHH.

3aTeM C NOMOWIGI0 NHIETKM Ha 5cM’ oT6HpaloT 3 cM® pacTBOpa
(2 4acTh TONYONBHOTO JKCTPAKTA), negenocxr €ro B KpPYTJIOJOHHYIO KONOy
JUIsl yNIapHBaHHA BMECTHMOCTBIO 10 cM’, ynapHBaioT Ha POTALMOHHOM BaKy-
YMHOM HcnapuTene npu temieparype 40—4S5 °C no siaxHoro ocrarka. Oc-
TAaTOK PacTBOPAIOT B 1 CM® TOJYONa M AHANM3MPYIOT HA CONEPIKAHHE TeKCa-
MeTwIeHAUaMuRa 1o 1. 9.1. [Ipu aHanuze mo m. 9.2 OCTaTOK PacTBOPSIOT B
0,2 cM® Tomyona,

Yenosus xpomamozpaguposarnun

9.1. Ta3oBrI#t XpoMaTorpad, CHabMEeHHBIH IEKTPOHO3aXBATHBIM NETEK-
TOPOM C Ipe/ieNIOM JETeKTHPOBAaHMA MO JHHAAHYy 3,4 x 107" r/c, apromaru-
YeCKUM Npo6o0T6OPHMKOM, HMpeaHa3HAYCHHBIHA s paGoThl ¢ KanWwuspHOU
KOJIOHKOH.

XpoMarorpadideckas KamHUIApHas KBaplueBas KOJOHKa, LIHHOM 30 M,
BHYTpeHHHM amameTpoM 0,25 MM, cozepxamas copbenr: 14 % muaunpo-
Wi eHHINONMCHIOKCaHa M 86 % ITUMMETHINONHCHNOKCAHA, TOMIIMHA TUICH-
kH copbenTa 0,25 MKM.

Temnepatypa: aerexkropa 300 °C;

ucuapurens 280 °C.

TeMmnepaTypa TepMocTata KOJIOHKM INporpammupoBaHHas. HavanpHas
Temneparypa — 100 °C, Brinepxka 2 MiH, HarpeB KOJOHKH CO CKOPOCTBIO 25
TpaxycoB B MHHYTY Ao Temnieparyps 270 °C, BbIIepXKa 3 MHUH.

['a3-HocHTeNb — a30T, MOTOK 1,0 cM>/MuH, CpeaHss NMHEHHad CKOPOCTh:
27 cM/c, napnenne 99,5 xlla.

XpoMartorpadupyeMsiii o6nem: 1 Mm’.

Jluneiinnil gpanason perektuposanua: 0,01—1,0 sr.

11
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9.2. l'azoBhIlt XpoMaTtorpad, CHaGKEHHBIA Macc-CENIEKTHBHBIM JETEKTO-
POM, aBTOMaTHYECKUM TIPoGOOTOOPHUKOM, NpeHa3sHAuSHHBIH Jt paboThl ©
KamMUIAPHOU KOJIOHKOH.

XpoMatorpaguueckas KalULAPHas KBapLieBas KOJOHKA, NJIuHOHA 30 M,
BHYTpeHHHM IHaMeTpoM 0,25 MM, comepixainas copOent: 5 % ¢enunmonn-
CHIOKCaHa M 95 % IUMETHNIOMMCIIOKCaHa, TONIOHHA IUICHKM copOeHTa
0,25 MKM.

Temueparypa: gerexropa — 300 °C;

ksajpynons — 150 °C, ucrounuka — 230 °C, nepexonsoi
kamepsl — 280 °C.

Temneparypa ncnapureis: 280 °C.

TemmepaTypa TepMOCTaTa KOJIOHKH nporpamMmupoBaHHas. Hauanbnas
Temneparypa — 100 °C, BeigepxKka 3 MuH, Harpes KOJIOHKH CO CKOPOCTBIO 25
rpagycoB B MAHYTY 0 Temnepatypsl 270 °C, Bbiiepxka 2 MHH.

I'a3 1 (renwuii): notox B KonoHke 1,0 cm’/Mm-l, Cpe/IHAA NAHelHas CKo-
pocts: 37 cm/c, nasnenne 72,5 kIla.

KonmuecTseHHBIN pacyeT 1o nony m/z 126.

XpoMarorpadupyeMslii o6beM: 2 MM,

JInnelnslii Ananasol aerexTuposanus: 0,1—1,0 wr.

IpoGy BBOAAT B MCHIApHTENh XpoMaTorpada He MeHee JByX pa3. YcTa-
HAaBJIMBAOT ILIOIIAM ITHKOB NPOU3BOIHOTO BELIECTBA, HAXOMAT CPEAHEE 3HA-
YeHHKe, ¢ IOMOINBIO TPaXyHpPOBOYHON XapaKTEPHCTHKH ONPEACILIIOT KOHIEH-
TPALMIO rekCaMeTUIICHIUAMHHA B XpoMaTorpadHpyeMoM pacTBope.

O6pasupl, naromue mncu 6ospIIHEe, YeM IpaXyHpOBOYHBIH pacTBoOp C
KOHIeHTpawyeli 1,0 MKr/cM®, pa3GaBigIoT TOMYoNOM He Gosee, deM B S50 pas.

10. O6paboTKka pe3yAbTATOB aHAJIH3A

ConepxaHue rekcaMeTiieHINaMHuHa B nipobe (X, MI/1m’) paccYnTLIBa-

10T 10 opMmyJe:
X=-——-—C'V'K , THe
w

C -- KOHLEHTpalus rekcaMeTWIeHIHaMHHa, HaljaeHHas 1o rpaxyapo-
BOYHOM XapaKTEPHCTHKE B COOTBETCTBHM C BEJIMYHHON IUIOIAAK XpOMATO-
rpadHyEecKOro Muka TPUGYTOPYKCYCHOTO POM3BOJHOTO, MKT/CM;

V — 06beM 3KCTpaKTa, NOATOTORICHHOTO mm xpoMarorpadupoBaHus, oM’

W — o6beM aHaMH3HpyeMoro obpasua, ¢

K — xo3dunueHT, yauThIBaroLmii 061,eM ANHKBOTHI, B3ATHIM 1A aHa-
JIM3a, paBeH 2.

12
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11, IIpoBepka NpPHEMJIEMOCTH Pe3y JIbTATOB
napajiebHbIX ONpeNesTeHui
3a peayinprar aHanu3a IPUHHMAIOT CPEHEe apu(METHIECKOe Pe3ybTa-
TOB ABYX HapajulCIIbHBIX onpenenex-mﬁ, pacxoXaeHue Mexay KOTOPBRIMH HE
NpeBblMaeT Npefelt NOBTOPAEMOCTH:

2-|X, — X,|-100
(X, +X,)

X}, X; — pe3yJbTaThl NapajiebHbIX ONpeAeTeHUH, Mr/mm’;

r — 3HaueHWe Npejelia NMoBTopAeMocTH (T1abn. 1), npu stom r = 2,80;.

Ilpn seBbinoOnHeHHN ycnoBUA (1) BBIACHMIOT NPHYMHBI NPEBBLIMICHHA
TIpenena HOBTOPAEMOCTH, YCTPAHMOT HX M BHOBH BRINONHAIOT aHAIN3,

Mpumeuanne. MaeHTudykalms U pacyeT KOHLICHTPALMM BEHIECTBA B NMpoax

MOTYT ObITH NPOBEACHBI C NOMOLIBIO KOMNBIOTEPHOM NpOrpamMmsl 06paboTKH Xpoma-
TOrpagHYeCKUX AaHHBIX, BKIIOYEHHOH B aHATHTHYCCKYIO CHCTEMY.

<r,rme $))

12. Odopmiicane pe3yabTaToB
PesynbraT aHanuza npeaCTaBIsIOT B BHAE:
(X £ A)mr/m’ npu BepositHocTH P = 0,95, rie

X — cpenvee apnMETHUECKOE pe3yIbTATOB ONpelieNicH!H, NpH3HAH-
HBIX IIPHEMIIEMBIMH, MI/aM’;
A — rpanHIa abcomoTHON MOrpeNIHOCTH, mr/am’:

J — rpasuna OTHOCHTENbHON NOTPEIHOCTH METORUKH (TI0Ka3aTeNb TOY-
HOCTH B COOTBETCTBHH C AHana30HOM KOHIEHTpauwmii, Tabn. 1), %.

Ecmu conpepxanue KOMIOHEHTa MEHEE HIDKHEH TIpaHMIlI [JHana3oHa
ONpeAeNseMbIX KOHUCHTPAIAH, pe3yJIbTaT aHanu3a IPeACTaB/IAIOT B BHIE:

«codepiicanue zexcamemuneHOUAMUKA 8 Npobe BOOHOU BLIMANCKU Me-
Hee 0,005 m2/om>*,

* _ 0,005 mr/mM’ ~ npefien 06HapyKEHHA.

13. KonTpoJan xayecTnBa pe3ybTATOB H3IMePEHHH

OnepaTHBHbI} KOHTPO/b MOTPEITHOCTH ¥ BOCIPOM3BOAHMOCTA H3Mepe-
HAH ocywecTBasercs B coorBerctBMM ¢ 'OCT P UCO 5725-1-6-—02
«To4HocTh (NMPaBAJIBHOCTb ¥ NPEM3HOHHOCTH) METOAOB U Pe3yNbTaTOB H3-
MEpEeHHMII».



MVK 4.1.3086—13

13.1. KoHTpOJIb CTaGHILHOCTH IPay HPOBOYHO XapaKTePUCTHKH.

KoHTposb cTabWIBLHOCTH IpafyHPOBOYHOM XapaKTEpUCTUKH IIPOBOJAT B
HayaJie ¥ 10 OKOHYAHHH KXKJO0H cepuy aHaNM30B.

IMpu KOHTpOJIE CTaGHILHOCTH IPaAYMPOBOYHON XapaKTCPHCTHKH Hpo-
BOIAT U3MEPEHHS HE MEHEe TpeX 00pa3lioB KOHICHTPALMI JUIA IpadyUpOBKH,
coliepxaHne FeKCaMETHICHAHAMMHA B KOTOPHIX NOJDKHO OXBATHIBAaTh BECh
AMATa30H KOHUeHTpauuit or 0,01 mo 1,0 mxr/em® (0,05—1,0 Mxr/cm® npu
Macc-CrieKTpOMETPHYECKOM NETSKTHPOBAHHH).

[pamyupoBOYHas XapaKTepHCTHKA CYHTaeTcs CcraOWwibHOM, ecnd Ui
KaXJOTro U3 HCIIONb3YyEeMOro M1 KOHTPOJA IpalyHpOBOYHOrO pacTBopa co-
XPaHACTCHA COOTHOLICHHE:

A= <B,rne

|x —c|-100

C

X — KOHLEHTpalUyYi FeKCaMeTWICHAMaMHHA B HpoGe ApH KOBTPOJLHOM
M3MEPEHHH, MKI/CM;

C - u3BecTHas KOHLEHTPALMA IPagyMpOBOYHOTO PacTBOpPAa FEKCAMETH-
JIEH/INAMHHA, B3ATad NJIA KOHTPOJIA CTAOMIBHOCTH IpaJyHpOBOYHOM Xapak-
TEPUCTHKH, MKr/cm;

B — HOpMaTHB KOHTPOJIA IIOTPEMHOCTH IPalyMPOBOYHOH XapaKTepHCTH-
xu, % (pasen 10 % npn P = 0,95).

Ecnu BenmauHa pacxoxaerus (4) npepsimaer 10 %, DenaloT BEIBOA O
HEBO3MOXHOCTH IPMMCHEHHA TPamyMpOBOYHON XapaKTepHCTHKM U Jajlb-
Helmux u3MepeHuil. B 3ToM ciydae BBIACHAIOT M YCTPaHAIOT NMPHYHHBI He-
CTaGWIbHOCTH FpafyHpOBOYHON XapaKTepHCTHKH H NOBTOPSIOT KOHTPOJIb €€
CTa0WIBHOCTU C HMCHONB30BAaHUEM APYrHX IpafyUpOBOYHBIX pacTBOPOB Iek-
caMeTHIeHAMaMHHa, npexycMoTpeHHsix MBH. TIpu nosTopHoM oGHapye-
HMM HecTaGWIbHOCTH IpalyHpPOBOYHOM XapaKTEPHCTHKH YCTAHABIHBAIOT €€
3aHOBO COMIACHO II. 7.5.

CTaGunbHOCTh PE3YNbTATOB M3MEpeHHI KOHTPOJIHPYIOT Nepex MpoBe-
JCHHEeM U3MEpPEeHUM, aHATN3NPYs OJMH U3 TPaXy HPOBOYHBIX PacTBOPOB.

13.2. TraHoBBI# BHyTpuIabopaTopHbili ONEpPaTHBHBIM KOHTPOJL HpO-
UEAypbl BLITOTHEHNA aHAIM3A [POBOJUTCA METONOM «H00aBOK».

Benuuanna no6askn C, DOMKHA YIOBIECTBOPATD YCIOBHIO:

C, 28,5 +A, 5,0
£A.; (A, ) — xapakrepuctnka mnorpemsoctu (abcomornas mo-

TPELIHOCTL) Pe3y/IbTATOB AHANM3a, COOTBETCTBYIOLIAA COACPKAHMIO KOMIIO-
HEHTa B UCILITYeMOM 00pa3iue (pacueTHOMY 3HAUCHHIO COAEPIKAHMA KOMIIO-
HeHTa B o6pasiie ¢ f06aBKO COOTBETCTBEHHD), Mr/mv, NIPH 3TOM:

A,=10,84 A, rne

14
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A — rpania abcoMOTHOH NOrpenIHoCTH, Mr/mm’;

A= o , Tae
100
6 — IpaHyla OTHOCHTEILHON NOrpEeNIHOCTH METOUKH (TI0Ka3aTeNh TOY-
HOCTH B COOTBETCTBHMH C IHANIa30HOM KOHLEHTpaluif, Tabn. 1), %.
Pe3ynbrar koHTpOSIA Nponenypsl K paccuuThIBatoT Ho hopmyse:

K.=X'-X—-C, rne
X', X, C - cpeatee apH(METHIECKOES PCIYIIBTATOB HapajlieJbHbIX
omnpezieNlcHnii (PU3HAHHBIX TIpPUEMJIEMBIMHY MO 1. 11) copepxaHus KOMio-
HeHTa B 00pasiie ¢ J06aBKkoii, UICABITYeMOM 06pasiie, KOHUEeHTpalui X06arKy
COOTBETCTBEHHO, MI/IM’.
Hopmarns xoHTpOns K paccUnTLIBAIOT 1O (hopMyJie:

K= a1, + A%,

IIpoBoaaT comocraBiieHHe pe3yibTaTa KOHTpods mnpoueaypsl (K,) ¢
HOpPMA4THBOM KoHTpoJi (K).

Ecnu pe3yasTaT KOHTPOJIA NPOLEXYphl YAOBIIETBOPACT YCIOBHIO

K <K, @
NpOLEAYPY aHaIH32a MPU3HAIOT YIOBJICTBOPUTCIIbHOM.

Ilpy HeBHLIMOJIHEHUM YCNOBMA (2) NPOLEXYPY KOHTPOJA MOBTOPSIOT.
Ilpy MOBTOPHOM HEBBINOJHEHHM YCIOBHA (2) BBIACHSMIOT NPUYIHMHBI, NPHBO-
ISUIMe K HEeyNOBJICTBOPUTENBHLIM pe3yiabTaTaM, H NPUHUMAIOT MephI Mo HX
YCTPaHEHHIO.

13.3. ITpoBepka HpHEMIIEMOCTH PE3yNbTATOB M3MEPEHHH, MOTyUeHHbIX
B YCIOBHAX BOCNPON3BOAMMOCTH.

PacxoxaeHue MeXAy pe3ylbTraTaMi U3MEPEHH, BHINOJHEHHBIX B yCJI0-
BHAX BOCHPOM3BOAHMOCTH (pa3HOE BpeMs, pa3Hble ONepaTopsl, pasHeie Na6o-
paTOpHH), HE JOIDKHO NPEBBIILATE MPEAEI BOCIPOU3BOAHMOCTH (R):

2:|X, — X,|-100
X, +4X;)

X}, X> — pe3ysbTaTsl M3MEPEHUIA, BHINONHEHHbIX B YCIOBHAX BOCIPOH3BO-
IMMOCTH (Pa3HOe BpeMS, pasHble OTIEPATOPLI, pasHbie NaGopaTOpHH), MI/IM’;

R — npenen BOCIIPOH3BOAMMOCTH (B COOTBETCTBHH C HManNa3’OHOM KOH-
eHTpauyit, Tabn. 1), %o.

Ecmu Beimonnserca ycnosue (3), T0 BOCIPOM3BOAMMOCTh H3MEPERHIA
CYMUTAETCS YROBJIETBOPHTENILHOMN.

Ilpn OpeBBHIMECHMM HOPMATHBAa KOHTPOJIS BOCIPOM3BOAMMOCTH 9KChe-
PHMEHT TIOBTOPSIOT, NPH MOBTOPHOM INPEBHIUCHUH YKa3aHHOrO HOpMaTHBa
BBIACHAXOT MPHYHHLI H IT0 BO3MOXHOCTHA HX YCTPAHAIOT.

<R,rne 3
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