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Paccmorpena mpo6iiema OTCyTCTBHSA IPOCIEKUBAEMOCTH PE3yIbTATOB U3MEPEHUH COIEePIKAHMUS
30JIbI K TOCY/IAPCTBEHHBIM HTAIOHAM EJUHWI] BEeJUYUH. BBIABIEHBI 0COGEHHOCTH B 06IaCTH
I/I3MepeHI/Iﬁ MacCCOBOM OO 30JIbI B HHH.[eBOfI IIPOMBINIJIEHHOCTH: 3aBHCHUMOCTH pe3yJIbTaTOB
W3MEPEeHUH OT YCJIIOBUH aHAIN3a, HEIOJIHOTA MH(POPMAIMH O PEKUMAX M3MEPEHWd W MeTpO-
JIOTMYECKUX XapPaKTEPUCTUKAX B CTAHJAPTU3NPOBAHHBIX METOAUKAX, OTCYTCTBHUE CTAHJAPTHBIX
06pasioB. Onrcanbr METON U3MEPEHUH U 000PYI0BAHKE /IS PeaIu3alliy TOCyIapCTBEHHOM 1ep-
Br4HOU pedrepenTHOH MeTonuku usmepenuil (I'TIPMI) maccoBoii 105u 307161 B IUAIIEBBIX IIPO-
IYKTax U IIPOJOBOJILCTBEHHOM CHIPhE (3epHE, 3epHOIIPOAYKTAX, KpaxMmase, caXxape, MOIOYHBIX,
HU3KOJIAKTO3HBIX U 0E3JIAKTO3HBIX IIPOLYKTaX, KOMOMKOPMAaxX ¥ KOPMOBBIX KOMIIOHEHTax). Msio-
JKEHA IIPOIle[ypa YCTAHOBIEHUA METOAWYECKUX IIapaMeTpoB (TeMIieparypa, IPOROIIKUTEINb-
HOCTB C}KUTAHWs, Macca HaBecku) B xoje paspaborku I'TIPMU c ucronb3oBaHreM CTEpeoCKoIy-
YECKOT0 IIaHKPATHIECKOTO MHKPOCKOIIA ¥ TEPMOTPABUMETPUYIECKOTO aHAIN3aTOPa C MacC-CIIeK-
TPOMETPUIECKHUM JEeTEKTOPOM ¥3 cocTaBa ['ocy1apcTBEHHOrO [IEPBUYHOIO STAIIOHA eUHHUI] MacC-
COBOY JIOJIX M MACCOBOH (MOJIAPHOM) KOHIIEHTPAIIUN BOABI B TBEPIBIX U JKUAKUX BEIECTBAX U
marepuanax ['9T 173-2017. Omucan aJropuT™ OIEHKHA HEOIIPeNeIeHHOCTEH U3MEPEHHIA MaCcCo-
BOM JIOTIM 30JIbI C YKA3aHWEM BBIBIEHHBIX UCTOYHUKOB HEOIIPEETEHHOCTH U UX BKJIA/A B CyM-
MapHYI0 HEOIPEeNeJeHHOCTh Pe3yIbTATOB M3MEPEHUH C IPUBIeYeHHEM MHOrO(AKTOPHOTO JKC-
[ePUMEHTa, PErPEeCCHOHHOT0 aHau3a ¥ OJHO(MAKTOPHOro aucnepcronHoro anamuza ANOVA.
IIpuBenensr MeTpoOIOrMIecKre XapaKTePUCTHKH, 06/1acTh TpuMeHenus u HazHauyenue ['TIPMU.
IIpencrapnens! pe3yabTaThl MEKIA60PATOPHBIX CIMINTEIBHBIX UCIIBITAHWH, TOATBEPIKAAOIIIE
SKBHBAJIEHTHOCTb paspaborannoit ['TIPMU anamormyubiM MeTomMEKaM (METOmaM), HCIOJIB3Y-
€MBbIM B MEKIYHAPOAHOHN aHATTUTHIECKOU IpakTHKe. [IpogeMoHCcTprpOBaHa IIPHMEHUMOCTE Pas-
paborannoi I'TIPMU nisa onpenesneHus aTTeCTOBAHHBIX 3HAYEHWA MaCCOBOM JIOJIN CHIPOM 307161
[IPH UCIBITAHUAX CTAHIAPTHBIX 00PA3II0B COCTaBA KOMOMKOPMOB.

KaroueBnle ciioBa: nepBuyHas pedpepeHTHAS METOAWKA HW3MEPEHWil; IHINEBbIe MPOMYKTHI;
MIPOZIOBOJILCTBEHHOE CHIPhE; 30J1a; ChIpas 301a; 30/IbHOCTD; TEPMOTPABAMETPHUUECKAN AHAINS;
Macc-CIIeKTPOMETPHSA; CTAaHIAPTHBIN o0pasel.
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The lack of traceability of the results of ash content measurements to the state standards of measurement
units is considered. The problems of ash mass fraction measurement in food industry are revealed: de-
pendence of the measurement results on conditions of the analysis, incomplete information on the modes
of measurements and metrological characteristics in standardized methods, the absence of reference ma-
terials. We present information about the measurement method and equipment for implementation of the
State primary reference procedure (SPRP) for measuring the ash mass fraction in food and foodstuff
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(grain, grain products, starch, sugar, dairy products, low-lactose products, lactose-free products, com-
pound feeds and feed components) and describe the procedure of determining the methodological parame-
ters (temperature, duration of combustion, weight of sample) in the course of the SPRP development us-
ing a stereoscopic pancratic microscope and thermogravimetric analyzer with mass spectrometric detector
(implementing TGA-MS methods) included in the State primary measurement standard of mass fraction
and mass (molar) concentration of water in liquid and firm substances and materials GET 173 — 2017.
The described algorithm for estimating the uncertainty of the ash mass fraction measurements using
multifactor experiment, regression analysis and single-factor ANOVA provide information about the
sources of the uncertainty and their contributions to the total uncertainty of measurement results. The
metrological characteristics, scope and purpose of SPRP are presented. The results of interlaboratory
comparisons confirming the equivalence of the developed SPRP to similar measurement procedures
(methods) of foreign countries are presented. The applicability of the developed SPRP for determination
of the certified values of the mass fraction of crude ash to testing reference standards of compound feed
composition is demonstrated.

Keywords: primary reference measurement procedure; food products; alimentary raw materials; ash;

crude ash; ash content; thermogravimetric analysis; mass spectrometry; reference material.

BBenenune

Coznep:xaHue 30716l — ORHMH W3 BKHEHIITUX II0-
KasaTeJel KavecTBa IMHUIEeBBIX MPOAYKTOB U IPOIO-
BOJIBCTBEHHOTO CHIPHS, XAPAKTEPHUIYIOIINH WX MH-
HEpPaJIbHYI MUTATEIbHOCTb. 1pPeboBaHUA K COIEp-
SKAHUIO 30JIbI YCTAHOBJIEHBI B CTAHAPTAX HA TEXHU-
YeCcKHWe YCAOBHUA [JIT 3€PHOBBIX M 3€pPHOO000BBIX
KyJBTYD, 3€PHONIPOLYKTOB, KOMOMKOPMOB H KOPMO-
BBIX KOMIIOHEHTOB, Kpaxmana, caxapa. [lomycrumbrie
3HAYEHUA MACCOBOH JOTH 30JIbI B MOJIOYHBIX, HU3KO-
JIAKTO3HBIX, 6€3JIAKTO3HBIX MIPOAYKTAX A JETCKOTO
MUTAHUA PerjiaMeHTHPOBaHbI B TeXHUYECKUX per-
mamenTax Tamozxenuoro cowosa [1, 2].

TepmMuHOM «30/a» HA3BIBAIOT OCTATOK MUHE-
PAIBbHBIX BEIECTB B aHAIM3UPYEMOH mpobe mocie
CKUTAHHUs Bcex opraHmueckmx BemtectB. Comepsxa-
HUe€ 30751 OIIPEEIAI0T TPABUMETPUIECKUM METOIOM
IyTeM HATrpeBa TUIJIA C HABECKOH B MYy(eabHOU
[eYu TPH KOHTPOJHUpPyeMol Temmeparype. Macco-
BYIO [IOJII0 30JIbI PACCUMTHIBAIOT MO YOBLIN MACCHI.
OxoHuaHMe IpoIfecca 0307€HU, KaK IPABUIO, KOH-
TPOJUPYIOT BU3YAIBHO (3012 OJHOPOIHALT, IIBET be-
JIO-CepBIi, HET O0YIJIEHHBIX, HECTOPEBIIIUX YACTHIY)
¥ TPaBUMETPHYECKH (IO JOCTHKEHHUU MOCTOSHHOH
MacchI).

Ogmnako B 9TOM ciydae pe3yiabTaThl OIpefelie-
HUSA 30716l 3aBUCAT OT YCJIOBUH aHanu3a (TeMmepary-
pa, TPOTOKUTEIBHOCTh CIKUTAHWI, Macca HaBec-
KH), KOTOpbIe IOKHBI OBITH ITOJOOPAHBI HKCIEPH-
MEHTAJIBHO AJIA KAKIOT0 MPoAyKTa. AHAIN3 TuTepa-
TYpPHBIX JaHHBIX [3 — 8] mOKa3bIBaeT, 4TO U3 BCEX
¢haxTopoB Hambosblilee BAUAHHWE HA IIPOIECC 030-
JIEHWS OKA3bIBAIOT TEMIIEpATypa U BPeMs 030I€HHU.
C oxHOI CTOPOHBI, HEAOCTATOYHO BBICOKAA TeMIIepa-
Typa W Majoe BpPeMs 030JIEHWd MOTYT IPUBECTH K
HeITOJTHOMY CTOpaHHIo BellecTBa [5], a ¢ apyroi —
3HAYUTEIHLHOE IIOBBIIIEHNE TEeMIIepPaTypPhbl MOKET
IIPUBECTH K PA3JIOKEHUIO BEIleCTB 30JbHOTO OCTAT-
Ka, a yBeIWYeHHNe BpeMEHH — K HeOIIPaBJAHHOMY
3aTATUBAHUI0O U TaK IPOJOKUTENIHHOTO IIpoIiecca
o3omenus. Hampumep, cormacuo pabore [3] Bpems

030JIEHUS B 3aBHCHUMOCTH OT QHAIM3UPYEMOTO IIPO-
IyKTa MOeT usMeHaTbesa oT 4 1o 18 u. Kpome Toro,
XUMHWYECKUU COCTaB IOJIydaeMOH 30JIbI TAKKe MeHd-
eTcsl B 3aBHCHMOCTH OT PEKMMA O30JIEHWS U BHUIA
uceimenyemoir mpoowl. CiemoBaTenbHO, N3MepPeHHbIe
3HAYEHUA COJEP/KAHUA 30JIbI He MOTYT OBITh IIPOCIe-
SKEHBI K DTAJI0HAM, BXOJSAIIUM B 0000IIIEHHYIO ITOBe-
POYHYI0 CXeMy, KOTopas XapaKTepusyeT COCTaB Op-
raHUYEeCKHX ¥ HEOPraHWYECKHX BEI[eCTB ¥ MaTepua-
0B [9].

I pyroit mpo6iemMoit B 00JaCTH OIpeaeeHus
30JIbI SBJISETCS HEIOIHOTA HMH(POPMALIUH O PEKUMAX
W3MEpPeHHsl, IPHUBEIEHHLIX B CTAHTAPTH3HPO-
BaHHBIX MeTonuKkax. Hampumep, 8 'OCT 10847 [10]
HA OImpejejeHrue B30JbHOCTH 3€pHA IPHUBEIEHbI
OYeHb IUPOKHE AMATIA30HBI TEMIIEPATyp OOYTJIH-
Bauusa (ot 400 mo 500 °C) u ozomenus (ot 600 1o
900 °C), a Taxmxe orcyrcTByeT HHMOPMAIIHA O IIPO-
MOJKUTEILHOCTH C/KWTAHWSA. 'Takad HEeTOYHOCTh
B YKa3aHWHU YCJIOBUH 030JIEHUS BeIeT K HeyIOBJe-
TBOPHUTEIBHONU COIIOCTABHMOCTH PE3YJIbTaTOB OIpe-
JeJIeHNsT 30JIbHOCTH 3€PHA, II0JyYaeMbIX B PA3HBIX
maboparopusax. Ilomumo sTOro, B OOJIBIIMHCTBE
CTAHJAPTOB, PETJIAMEHTHPYIOIINX OIpeaeIeHue
30JIbI, OTCYTCTBYIOT CBEIEHUsS O TOUHOCTH IMOJIydae-
MBIX Pe3yJIbTATOB H3MepeHui. MeTpooruueckue
XapPaAKTEPUCTUKKU OIMKMCAHHBIX METOMOB BKJIIOUAIOT
TOJIBKO IIPefiesl IIOBTOPSIEMOCTH (CXOIMMOCTH), B
PemIKMX Ciiydasx [OIMOJHUTENbHO yKaszaH Ipelel
BOCIIPOU3BOAUMOCTH. Y, HAKOHeIl, CpeJi CTaHIaPT-
HbIX 00pasnoB (CO) yTBep:KIeHHBIX TUIIOB OTCYTCT-
Bytor CO cocraBa MHHUIIEBBIX MMPOAYKTOB, aTTECTO-
BaHHBIE HA cojep:xanue 306l [loTpebHOCTS paspa-
6oTku ganubix CO IOCTOSTHHO BO3PACTAET B CBSA3HU C
yBeJIMUeHUeM 4YHCIA [IPUMEHIEeMbIX THIIOB JKC-
MPECCHBIX AHAIM3ATOPOB KAYECTBA IMINEBBIX IIPO-
IYKTOB, OCHOBAHHBIX HA CIIEKTPOCKOIUH B OJIMKHEH
WH(PPaKPacHOH 06acTH.

Takum obpasom, Ay 00ECIIEYEHHsT COIIOCTABH-
MOCTH Pe3yJIbTaTOB WU3MEPEHHH COMEPIKAHUS 30JIbI
IIPH aHAJIK3€e IHINEBbIX IPOAYKTOB aKTyaIbHBIM SB-



72 «3aBoackasn Jaboparopus. [[maraocruka marepuanos». 2019. Tom 85. Ne 6

JISeTCS CO3MaHue IePBUYHOM ped)epeHTHOH MeTOu-
KW M3MEPEHMWH, ITO3BOIAIOIIEN MOIydYaTh pPe3yabTa-
ThI U3MepeHu 6e3 ux mpocuexuBaemoctu [11].
Hacrosimmas crarhsi MHOCBSIEHA pesysibTaTaM
co3nauusa ['ocynapcTBeHHOHU TepBUYHON pedepeHt-
Hoit Meronuku wuaMepenuit (I'TIPMU) wmaccosoit
0T 30JIbI B IHUIEBBIX MPOAYKTAX M IIPOJOBOIb-
CTBEHHOM ChIPh€ B XOj€ BBINONHEHHs Pemepanib-
HBIM TOCYAAPCTBEHHBIM YHUTAPHBIM IPEAIPUATHEM
«YpanbCKuil HAYYHO-UCCIEOBATEIbCKUH WHCTHUTYT
metponorun» (PI'YII «YHUHUM») meponpusaTuii B
pamkax peanusamuu Crparerns o0ecriedeHus eauH-
crBa usmepenuii B Poccutickoit @eneparvu [12].

JKCIIEPHMEHTAIBLHAA 9aCTh

Memod usmepernuii u obopydosarue. I'TTPMA
BKJIIOYAET IIPOOOIIOJTOTOBKY, O030J€HHE HABECKH
aHAJIU3UPYEMOH TTPOOBI B YCIOBUIX, OMPEIEIIeMbIX
METOMUKOH M3MEepPeHUH, U MOoCIeayolee rpaBuMeT-
pHYecKoe u3MepeHrne MacChl MUHEPAJIbHOTO OCTaTKa
II0CJIEe 030JIEHUS.

Maccosyto mgomto 30mb1, Wy, %, B UCIBITyeMOL
Ipo6e BBIUUCISIOT 10 (hopMyJIe

W, :(ms —ml)-IOO’ @

my —my

r7e m, — Macca THIJd, T; M, — Macca THUIJA C Ha-
BECKOH T; mg — Macca TUTJIA ¢ 30JI0U II0Cie CKUTa-
HUSA HABECKH, T.

Ilnga  TepMOrpaBUMETPHYECKOTO OIpPeaeeHus
30JIbI UCIIOIB30BAM ['0Cy1apCTBEHHBIH STAIOH e/IH-
HHITBI Macchl 1-To pa3pana B AUANA30HE 3HAYEHUU
or 0,01 mo 220 r — Ne 3.1.ZZC.0001.2012 — BecnI
maboparopusie syekTporHbie LE 225 D (nuanason
usmepennii — 0,01 — 220 r, pacuriupeHHas Heolpe-
nenenHoctb BecoB U (kB =2) go 50r BrI. —
0,00014 r); 1ab0opaTOPHYO SJIEKTPOIIEYb COIIPOTHB-
merusa SNOL 8.2/1100, cuab:xeHHy0 CHCTEMON BeH-
TUJIAIUN U BO3IyX00TBOJIA (IUANa30H 3aJaHuA TEM-
neparypsl — 50 — 1100 °C, mecTabuibHOCTE TOAIEP-
skaaust — +0,9 °C, HepaBHOMEPHOCTH TI0 00BEMY —
+10 °C) u wudparpacuyo meyb InKjel M (guama-
30H ycraHoBKH Temireparypbl — 20 — 500 °C, mepas-
HOMEPHOCTH PACIIpeJie]IeHUs TeMIepaTypbl Harpe-
BareabHOro 6;aoka — 0,5 °C, HecTaOUIBHOCTH TEM-
repatypsl HarpeBaTeabHOro 610ka — +1 °C).

BcmmomorarensHoe 060pymoBaHue 471 OATOTOB-
KH Tpo0 BKIYAET pasMajbIBalolliee YCTPOHCTBO,
HOKEBYIO MEJBHUILY C OXJIKIeHHEeM pabodei Kame-
Pbl, TIOIyaBTOMATHIECKUH BUOPAITMOHHBIA CUTOBOM
[IedKep ¢ KOMIUIEKTOM CUT U JIEIUTENH IPOo6.

KauectBo momyuaemoii 307bI KOHTPOJIUPOBA-
JI1 BUBYAJIBHO U C HCIIOJIH30BAHUEM CTEPEOCKOIIH-
yeckoro mnaHkparudeckoro murpockorma (MCII-2,
BapHaHT 3).

IlomsoTy CHKMTAHUSA OPraHUYECKHUX BEIECTB
MIPOBEPSAIN C UCIOIb30BAHUEM DTAIOHHON YCTAHOB-
KH, BXOJAIIEH B cocTaB 1'0cy1apcTBEHHOTO ITepBHY-
HOTO 9TAJOHA EIHHHUI[ MAaCCOBOM OJNM, MAaCCOBOM
(MOJIAPHOM) KOHI[EHTPAIINHU BOIbI B TBEPBIX U KU~
Kux BerectBax u marepuanax ['9T 173-2017, mero-
IOM TEpPMOTPABUMETPUUECKOTO aHaausa C Mace-
cexrpomerprdeckuM aerexrupoBanuem (TT'A-MC).
CocraB 1 METPOJIOTHYECKHe XapaKTepPUCTUKN yCTa-
HOBKH MOAPOOHO omwrcanbl B padore [13].

HccnemoBanrie MpOBOAMIN B AUHAMUYIECKOM pe-
skrMe (IIPH HATPeBAHUU C TIOCTOSTHHOH CKOPOCTBIO
5 °C/mun). CocraB BBIAEIAIOIIAXCA U3 30JbHBIX OC-
TATKOB JIETYYHX MPOIYKTOB KOHTPOJHUPOBATH C IIO-
MoIbI0 Macc-merekropa B peskume MID (Multiple
Ion Detection Mode) — MoHuTOpPHHTA BHIOPAHHBIX
WOHOB — PETHCTPUPOBAIH 3aBUCUMOCTH HOHHOTO
TOKa OT TeMIEPATYyPbI A BBIOPAHHBIX MACCOBBIX
yucen. [lockombKy B pesyiabraTe CrOpaHus OpraHU-
YeCKUX BEIeCTB B OCHOBHOM BBIIENIAIOTCH YIJIEKHUC-
JIBIN Ta3 ¥ BOJA, ObLIH BHIOPAHBI COOTHOIIEHHUS /1/Z
18 u 17 a.e.M., COOTBETCTBYIOIIHE OOPA3YIOIIHMCS
B pesyibraTe (pparMeHTAlWH MOJEKyJIaM BOMAbI, U
44 a.e.M., COOTBETCTBYIOIIHE MOJIEKYIaM YIJIEKUCIO-
ro rasa.

MaccoByro 0710 BOJBI B HCCIEyEMbIX IMPOIYK-
TaxX OIpeNeNsId C WCIOIb30BAHUEM STATOHHOMN
YCTAHOBKYM BO3IYIIHO-TEIJIOBOM CYIIKH W3 COCTaBa
locymapcTBeHHOTO TEPBUYHOTO STAIOHA EIUHUIL
MacCCOBOH J0JU U MAacCCOBOH (MOJIAPHOM) KOHI[EHTPA-
IIU¥ BOJbI B TBEP/BIX U KUAKUX BEI[ECTBAX U MaTe-
puanax ['OT 173-2017.

O6cy:xaenue pe3yabTaTOB

Buvibop memnepamypsvl U 6pemerl 0304eHUA.
Il ycTaHOBJIEHUs TeMIepaTypbl U BPEeMEHHU 030-
JIEHWsSI PYKOBOJCTBOBAIUCEH CIEAYIONIUMHU KpPHUTE-
pusaMu:

OTHOPOJHOCTH TIOJYYEHHOH 30JIbI, JOCTH;KEHIE
0esi0-ceporo I(BeTa, OTCYTCTBHME HECTOPEBIIUX dac-
Tull (BU3yaIbHBIH KOHTPOJI);

OCTH;KEeHHEe TIOCTOTHHOM MAacChl 030JIEHHOTO OC-
TaTka (B3BellIUBaHUE);

MUHHUMAJIbHBIA pa3bpoc pes3yibTaTOB H3Mepe-
HHUH MAaCCOBOM TOJIH 30JIbI (CpaBHEHUE CPeIHEeKBal-
paTHIECKOTO OTKIOHEHHA);

MIOJIHOTA CIKUTAHWUA OPTaHWYECKUX BeIleCTB
(aHanmu3 BBIIEIAIONINXCA IIPH 030JIEHUH BEII[ECTB).

[anee paccMOTpeH NIpUMeEpP OIpPEeNeIeHUA TeM-
mepaTypbl ¥ BPeMeHH O30JIeHHUs AJIA MpPod CyXOTo
MOJIOKA.

Ha puc. 1 npusenens: dororpadviu TUTIIEH C 30-
JIO¥, TIOJIyYeHHOU MIPU CXKUTAHUU P00 CyXOT0 MOJIO-
Ka B TeYeHue 5 4 IpHU pasIndHbIX TeMIIepaTypax.

W3 puc. 1 BumHO, 4TO OCTATKH, ITOIYIYEHHBIE TIPU
HAaTrpeBaHWUU HA BO3AyXe B TEUEHHe OMHOTO U TOTO
JKe BpeMeHH, HO IIPH PasHbIX TeMIepaTypax, Cylie-



«3aBoackada sadoparopusa. [[marnHocruka marepuaaon». 2019. Tom 85. Ne 6 73

Puc. 1. ororpaduu Turieii ¢ 30108 CyX0ro MOJIOKA, IIOIyYEHHOH 0C/Ie CXKUTAHUA B TE€UEHHE 5 U IPU Pa3IHIHbIX TEMIIEPATY-

pax, °C: 200 (a); 450 (6); 550 (8); 600 (2); 800 (9)

CTBEHHO OTJIMYAIOTCA MEKIY CO00H 1m0 MOpdrOsIoTH-
YeCKMM TMpU3HAKaM. [Ipy 0307eHWM TIpM HU3KOU
remmeparype (200 °C) mosayuaemsblii OCTaTOK IIpe[-
cTaBjsgeT COOOM CIEeKINHicd KOMOK YepHOTO I[Bera
(em. puc. 1, a), 9TO CBHUAETEIBCTBYET O HEIIOJHOM
CropaHuy opranudeckux BeiecTs. Ilocme cixuranms
npu 450 °C moxy4aemMbIil 0OCTATOK — PBIXJIbIH, UMe-
€T TEeMHO-CEePBIN IBET U BU3YAIHHO KAIKETCS OJHO-
pomubmM (cMm. puc. 1, 6). OgHaKo npu W3yYEeHUH IIO-
JIyYeHHOTO OCTaTKAa C IIOMOIIbI0 MHKPOCKOIA
MCII-2 npu 80-kpaTHOM yBeawdeHHHU (CBET HCKYC-
CTBEHHBIH, OTPAKEHHBIN) OBIIO YCTAHOBIEHO HAJIH-
Yre B Macce OCTaTKa MHOKECTBa 00YTJIEHHBIX U TI0JI-
HOCTBIO HE CTOPEBIINX 4acTHI] (puc. 2, a). S0IbHbIH
OCTATOK, MOJIYYeHHbIH IPHU 030J€HUH 00pas3IioB Ipu
550 °C, uMeeT PBIXIIYIO CTPYKTYPY U CBETJIIO-CEPBIH
uBetr (cMm. puc. 1, 6). Ilpu u3yueHHH NOIYyIEHHOTO
ocrarka ¢ moMoibio Mmukpockona MCII-2 mpu rta-
KOM jKe YBEJIMYeHHUU B Macce OCTAaTKa HEeCTOPEBIINX
yacTuil 00Hapy:xKeHo He 65110 (puc. 2, 6).

B mpouecce ozomenus mpu 600 °C (cum. puc. 1, 2)
HAa IIOBEPXHOCTH IPOoObI HAOIIOZAeTCs oO6pasoBaHue
TBEP0H KOPOYKHU OesIoro 11BeTa, mMoj KOTOPOI Haxo-
IUTCA BEIeCTBO YEpPHOTo IiBera. Takada KapTuHa
CBUOETEeJIBCTBYET O TOM, YTO Ha IIOBEPXHOCTHU l'IpO6I:I
0o0pas3oBajici OKCHUIHBIM CJIOH, KOTOPBIA IIPemsT-

Puc. 2. Pororpacduu B mosne spenus murpockoma MCII-2
(X80, cBeT MCKyCCTBEHHBIH, OTPAYKEHHBIN) TUTJIEH C 30JI0U
CyXOT0 MOJIOKA, IIOJIyYeHHOU I10C/ie CKUTaHUd B TeueHue 5 4
IIp¥ pasIUYHbBIX TeMmreparypax, °C: 450 (a), 550 (6)
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Puc. 3. Tunuyubie TepMOrpaMMbl, 3aPeruCTPUPOBAHHBIE B JTUHAMUYECKOM pesruMe (Co CKopocThio Harpesa 5 °C/MuH), u TemIie-
parypHbIe 3aBUCHMOCTH HOHHOTO TOKA i m/z = 44 a.e.M., 3aperucrpupoBanubie B peskrme MID, 06pasijoB 306l CyXOro MOJIO-
Ka, IIOJIy9eHHOH II0CIe CKUTaHUs IIPY Pa3IUIHbIX TEMIIepaTypax B TedeHue 5 4

CTByeT IIPOHMKHOBEHHUIO KHCIOPOAA BIIyOb MPOOHI,
YTO0 00yC/IaBINBAET HEIOJHOE CropaHue OpraHude-
CKMX BEII[eCTB, 4 TAKKe PasyioKeHne KapOOHATOB U
FEAPOKAPOOHATOB, YTO IPHUBOAUT K 3aBBIIIEHHBIM
pesyabTaTaM u3MePeHHH MacCOBOM JOIU 30JIbI.

IIpu panbHeiiiiieM MOBBINIEHUH TEMIIEPATYPbI
MPOJOIAKAETCA IIPOIECC PA3JIOMKEHUA HeopraHude-
CKMX BeIIeCTB, COMPOBOMKIAOIIUNCA 06pa3oBaHueM
okcumoB. [ToaTOMYy OCTATOK, IOJIyYeHHBIN HIPHU CHKH-
ragun obpasmoB mpu 800 °C (cm. pme. 1, d), mpexn-
cTaBisgeT coboi TBepaoe 0elroe BEeIecTso.

Jna moaTBep:KIeHUA WIN ONPOBEPIKEHHUA pe-
3yJILTATOB BU3YAIBLHOTO KOHTPOJA IIOJHOTY CIKH-
raHus OPraHMYeCKUX BeIleCcTB B 30JIbBHBIX OCTaT-
KaxX, MOJIy4YeHHBIX paHee IPH PAsHBIX TEMIIepary-

pax, IpoBepPATIU C MOMOIIBIO STATOHHONW YCTAHOBKU
TT'A-MC.

B kauecrBe nprmMepa Ha puc. 3 IpPHUBEIEHbI TH-
IIMYHbIE TepMorpaMMbl H 3aBHUCHMOCTH HWOHHOTO
TOKa s m/z = 44 a.e.M., IOJyYeHHbIe IIPU aHAJIH-
3e 00pasIoB 30JIbI CyXOT0 MOJIOKA (IIOCiIe CHKUTAHUS
[IPH Pa3INYHBIX TEMIEPATYpPax B TedeHue 5 4).

W3 puc. 3 BugHO, 9TO0 HAUOONBINIEE W3MEHEHIE
MacChl ¥ BBIIEJIEHNE YIVIEKHUCIOT0 Ta3a HaOM0IaT-
sl 171 30JIbHBIX OCTATKOB, ITOJLyYeHHbBIX IIPU CIKUTA-
uuu 1pob mpu 600 u 650 °C. Ilpu sToMm BhIzeneHue
YIJIEKUCIIOTO Tasa IMPOUCXOIUT TPHHKABI (MaKCHUMY-
MBI Ha KPUBOH HOHHOTO TOKA) — IIPH TeMIIepary-
pax, 6muskux & 520, 610 u 705 °C (ua puc. 3 obo3Ha-
YeHbI IIyHKTUPHOM JIUHUEH).

Takaa kapTHHA XOPOIIIO COTJIACYETCA C Pe3yJib-
TaTamu, MOJyJYeHHbIMU paHee (cM. puc. 1, 2), ¥ CBU-
NETEJIBLCTBYET O TOM, YTO IPU TEMIIEPATYypPaX BBIIIE
600 °C okcugHas IUIeHKa, 00pasyroliascs Ha II0-
BEPXHOCTH 030JI5T€MOM MPOOKI, MPEIATCTBYET ITOIHO-
My CTOpPaHHI0 OPTAHUYECKHX BEIeCTB B Hei. B pe-

3yJbTaTe 3TOTO TPHU CKUTAHUU B TUHAMHUIECKOM
peskmMe 30JIBHOTO OCTATKA, IIOJIYyYEeHHOTO IPH yKa-
3aHHBIX YCJIOBHUAX, IPH Temmeparype okoso 520 °C
TIPOUCXOMUT BbIJI€JI€HHE YIJIEKUCIOTO rasa, 00yCcaoB-
JIEHHOe OKHCJIEHHUEM OCTABIIHXCA B 30JIbHOM OCTAT-
Ke OpPTaHWYECKUX BEIEeCTB.

Brigenenue yriekucioro rasa IpH TeMIepaTy-
pe, Omuskoit k 520 °C, Takike MPOUCXOAWT U IIPHU
CKUTAaHWH B AWHAMWUYECKOM DPeXMMe 30JIBHOTO OC-
TaTka, mouydenHoro npu 450 °C B Teuenue 5 4, 94To0
CBHUIETEILCTBYET O HEIIOJHOM CTOPAaHUM OpTaHUYe-
CKUX BEII[eCTB B Mpobe IPH JAHHBIX YCIOBHUAX.

OrcyTcTBHE yKa3aHHBIX IIUKOB IPHU CIKUTAHUU
ocrarkoB, noaydenHnbix npu 550 u 800 °C, cBuue-
TEJILCTBYET 00 OTCYTCTBHU OPraHHYECKHX KOMIIO-
HEHTOB B HUX.

W3 puc. 3 Takxe BHUIHO, UTO IIPU HATPEeBAHUH
BCEX 30JIbHBIX OCTATKOB, ITOJIyYEHHBIX IIPHU CiKHIa-
Hum 1po0 mpu Temmeparypax 450, 550, 600 u
650 °C, B nMHAMHYECKOM peiKuMe HAOI0aeTcs BhI-
JejeHne YIJIEKHCIOr0 Tasa IpH TeMIlepaTypax,
6auskux K 610 °C. OgHAaKo B COOTBETCTBHH CO 3HA-
YEeHUAMH HOHHOTO TOKa i m/z = 17 u 18 a.e.m.
BBIJIeJIEHNE YTJIEKUCIIOTO Tas3a B JAHHOM CIydae He
COITPOBOKIAETCS BBIIEIEHUEM BOABLI. OTO CBHUIE-
TEIbCTBYET O TOM, YTO JAHHBIN IIPOIECC HE CBA3AH
CO CTOpaHMeM OPraHWYECKUX KOMITOHEHTOR IIPO0BI, a
BBIJIeJIEHNE YTJIEKHUCIOro Tasa, CKopee Bcero, o0y-
CIIOBJIEHO IIPOIlECCaMu, MPOTEKAMIIUMHA B Heopra-
HUYECKOM YACTH OCTATKA, HAIPUMED, C PA3JI0KEHH-
eM TepMOHecTabMIBHBIX COJIEH, TAKUX KaK KapOoHa-
TBI, 0 OKCHIOB [14].

Brigenenue yriexmcnoro rasa Takie HaOIO-
JaeTcda IIpu HarpeBaHUW 30JIbHBIX OCTaTKOB, IIO-
JIyJeHHBIX Tpu cikuranuu mpob mpu 600 u 650 °C,
B IWHAMHYECKOM PEKHMMe [0 TeMIIeparyp, OJIM3KuX
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Puc. 4. Tunuunble TepMOrpaMMbl, 3aPETUCTPUPOBAHHEIE B AMHAMUYIECKOM pesxiMe (co cKkopocThio Harpesa 5 °C/MuH), u TeMIie-
paTypHbIe 3aBUCHMOCTH HOHHOTO TOKa 1A m/z = 44 a.e.M., 3aperucrpupoBanssie B peskume MID, 06pasiioB 306l CyX0ro MOJIO-
Ka, TIOJIy9eHHOH mmyTeM cixuranus npu temueparype 550 °C B TedeHne pasHOro BpeMeHH

K 705°C (cm. puc. 3). Iro siBjIeHHe O00YCIOBIEHO
IIPOIfeCCaMH, MPOTEKAIIINMH B HEOPTraHUYEeCKOH
YaCcTH OCTATKOB, M, BEPOSATHO, CBI3AHO C OJHOBPE-
MEHHBbIM HaJIN4YHEeM B HUX HEOPTraHU4YECKHUX coley u
OKCHZIOB. Y CTAHOBJI€HWE KOHKDPETHBIX IIPOIIECCOB,
MPOTEKAINX B HEOPTAHUYECKOH YaCTH OCTATKOB, U
MPUYHNH, UX BHI3BIBAIOIINX, HE BXOJUJIO B 33/1a4y Ha-
CTOSIIIETO UCCIIETOBAHMUS.

Ha ocHoBanuu mojyueHHBIX Pe3yJIbTaTOB B Ka-
YeCcTBe TeMIIEPATYPHI 030JI€HUS AJIA IP00 CyX0Tro MO-
JIoKa ObLIa BhiOpana Temmeparypa 550 °C.

Ilocne BrIOOpa TeMmepaTyphl OBLIH IIPOBEIEHBI
SKCITEPUMEHTBI II0 BAPbHUPOBAHUIO BPEMEHU 030JIe-
HuA. B KauecTBe mpuMepa Ha puc. 4 IpeCTaBIeHbI
TEPMOTPaMMbI 30JIBHOTO OCTATKA CYXOT0 MOJIOKA, I10-
JIy9eHHOTO IIyTeM C:KUTAHUSA MPOObI IPU TEMIIEPATY-
pe 550 °C B TeueHue pPasHOrO BPEMEHH.

Kak Bugmo us puc. 4, HauboIbIIad IOTEPS Mac-
Chl U BBIIEJIEHWE YIIIEKUCIIOTO Tasa HAOMI0IAI0TCS
MIPY HATPEBAHUHU 30JIHOTO OCTATKA, MOIYyYEHHOTO
MIPU CXKUTAHUHU TPOoOBI cyxoro mosoka mpu 550 °C B
TeyeHre OHOTO yaca. IIpu sToM BbIfejIeHue yrie-
KHCJIOTO Tra3a MPOUCXOUT B AUATIA30HE TEMIIEPATYP
ot 250 1o 550 °C u cBs3aHO €O crOpaHreM OpraHude-
CKHUX KOMIIOHEHTOB HpO6BI, YTO CBHOETE/IbCTBYET O
ee HeIOTHOM 030JIeHuH. BTopoi MakcuMyM BbIgese-
HUS YTJIEKHUCIOTO rasa HabaomaeTcs Mpyu TeMiepa-
Type, 6auskoit k 610 °C. Kak yixe ObL10 mMOKasaHo
BBIIIIE, 3TO HE CBSI3aHO CO CTOPAHWEM OPTaHUYECKUX
KOMIIOHEHTOB IIPOOBI, & 00yCIOBIEHO IIPOIECCaMH,
MPOTEKAOIMMH B HEOPTAaHUYIECKOH YACTH OCTATKA.

IIpu marpeBaHWu 30JBHOTO OCTATKA, IMOJydYEH-
HOTO TIpW CXHUTAHUM TPO6 CyXOro MOJIOKA TIIpH
550 °C B TeueHme OByX W TpPeX YacOB, BBIAEICHUE
YIJIEKUCIIOTO Ta3a MPOUCXOAUT ABAMKABI. IlepBhIit

pas — mpu Temmneparypax, omuskux kK 520 °C, uro
CBSI3aHO CO CTOPAHUEM OPTAaHUYECKUX KOMIIOHEHTOB
npo6s1. Kak BumHO U3 puic. 4, 9TH MUKU CyIIECTBEH-
HO MEHBbIIIe aHAJIOTHYHOTO ITHNKA HAa RpHBOﬁ HOHHOTO
TOKA, TOJYYEHHOHW AJI HpOoOBI, 030J1eMON B Tede-
HUe OJHOTO Yaca. JTO CBUIETEILCTBYeT 00 yMeHb-
[IEHUH JI0JIU OPTAaHUIECKUX KOMIIOHEHTOB B Ipobax,
030JII€MBIX B T€YEHHE IBYX U TPEX YacOB, IO CPaB-
HEHHUIO ¢ Tpo0O#, 030/I9eMON B TeYeHWEe OJHOTO
qaca. B TO K€ BpeMd Ha/Induhe NaHHBbIX ITHKOB Ha
KPHUBBIX MOHHOTO TOKA CBUAETEIHCTBYET O TOM, 4YTO
IIOJIHOTO 030JIEHUS MPOOLI HU B T€YEHHE JBYX, HH B
TedeHHe TPeX 4acoB He IIPOUCXOJIUT.

Bropoi#t MakcuMyMm BBIIETEHHA YTIEKHUCIOTO
rasa, KaK M B Cily4ae C IPo0OH, 03011eMOI B Teue-
HUe OJHOTO yaca, HabIomaercda mpu TeMIeparype,
6mmskoit k 610 °C, u 00ycIoBI€H MMPOIleccaMu, Ipo-
TEKAOIIUMHI B HEOPTAaHUYECKOH YaCTU OCTATKA.

Takoii BuJ KpUBBIX MOHHOTO TOKA XOPOIIO CO-
ryIacyeTcs ¢ BHIOM aHAJIOTHYHBIX KPHUBBIX, HOJIYIEH-
HBIX IS TPo0, 030J9eMbIX B TeueHue 5 4, HO IpHu
MEHBIIINX TeMIeparypax, HalpuMep Mpu TeMmIiepa-
type 450 °C (cm. puc. 3).

B 7o e BpeMs u3 puc. 4 BUIHO, YTO IPU HATpe-
BaHHUU 30JIbHOTO OCTATKA, IOJYYEHHOTO IIPH 030JIe-
HHUU CyXOTO MOJIOKA B TE€UEHUE D U IIPU TeMIepaType
550 °C, BbIge/eHus YIJIEKHUCIOTO rasa, CBI3aHHOTO
CO CIKUTAHWEM OPTaHUYECKUX KOMIIOHEHTOB, He IPO-
HUCXOUT (OTCyTCTBYET ITUK HA KPUBOU HOHHOTO TOKA
B Jauamasone temmeparyp, 6auskux K 520 °C), urto
MOJKET CBUETEIbCTBOBATH 00 OTCYTCTBHH OpPTraHU-
YeCKUX KOMIIOHEHTOB B 30JbHOM OCTaTKe, T.e. O TOJI-
HOM 3aBepIIEeHUH [IPOoIlecca 030J€HNUS B TedeHue 5 1
npu temmeparype 550 °C.
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Puc. 5. 3aBUCHMOCTh OTHOCHTENBHOTO CPeIHEKBaApaTHde-
cxoro orknonenus (OCKO) pesynbraToB m3MepeHus Macco-
BOW JIOJIH 30JIbI OT MACChl HABECKHU /IS TIPOG CyXOr0 MOJIOKA

Buibop maccol u spemenu oxaancdenus. Kpure-
pueM BBIOOpa MacChl HABECKH SBISIOCH JIOCTHIKE-
HHe MHUHHMAJIbHOTO pasbpoca (cpemHeKBampaTHue-
CKOT0 OTKJIOHEHHS) Pe3yIbTaTOB U3MEPEHUH Macco-
BOHM JOJIH 30JIbl. Pe3ybTaThl BAPbUPOBAHUSI MACChHI
HaBECKH IIPEJICTABJIEHBI HA PHUC. 5, BRIOpAHHOE 3HA-
YeHHe MacChl HABECKH IPHU O030JE€HUHU P00 CyXOTOo
MOJIOKA COCTaBJIAET 2 T.

llns  1momydyeHHs [OOCTOBEPHBIX pe3yJIbTATOB
B3BEIIUBAHUA HEOOXOIUMO OCTYAWTb THUTEIb C 30-
JION B DKCHKATOpPE C OCYIIAIOI[AM BEIECTBOM [0
KOMHATHOH TeMIIepaTypbl. OKCIIEPUMEHTAIBLHO BbI-
OpaHHOe BpeMs OXJIAMKIeHuA cocTaBuIo 90 MuH.

Oyenrxa norxasameneii mownocmu I'IIPMH.
Ouenky noxkasarens mpasuiabHocTu ['TIPMU mpo-
BOJY IIyTEM ITOCTPOEHHUS ITOJIHOTO OIOKeTa COCTAB-
JISIOIIUX TOoTrpemrHocTy (Heompemenennoctu) [15].
HcrounukamMu TOTpPENIHOCTH (HEOIpeaeleHHOCTH),
HEIOCPEACTBEHHO BXOAAIIMMHU B ypaBHEHHE H3Me-
penutii (1), ABIAOTCA HEOIIPEIeIeHHOCTh B3BEIlINBa-
HUS MaCChI TUTJIS — 71, MACCHI TUTJIS C HABECKOM —
Mgy, MACCHI TUIJIA C 30JI0H — M.

JpyruMu HCTOYHUKAMH HEOIIPeIeeHHOCTH, KO-
TOpbIe HE BXOAAT B YPABHEHHE M3MEPEHUH, HO OKa-
3BIBAIOT BIWSHHE Ha Pe3yJbTAT MU3MEPEHHIH Macco-
BOM [T0JTH 30J1bI (MeTomMYecKre (PaKTOPbI), ABIITIOT-
csi Macca HaBeCKH m, TeMmIiieparypa OOyIIHBaHU
T s, BpeMs 00yIIMBAHUS £ 5, TEMIIEPATYPA 030IE€HUL
T.,, Bpems o30sieHus £,,, Bpemsd oxmnaxmgenus t. Cme-
H[eHUe, CBA3aHHOE C METOIUIECKUMH ITapaMeTpaMH,
OIIEHWBAJIM IIyTE€M IIPOBEAEHUS MHOTIO(AKTOPHOTO
sKcmepumenTa [16], pesyabrarsl KoToporo obpaba-
THIBAJIM C IIOMOIIBI0 PErPEeCCHOHHOr0 aHaju3a (ma-
ket ananusa Microsoft Excel).

IloxasaTenu moBTOpsiEMOCTH W BHyTpuiaabopa-
TOPHOH IIPEIU3NOHHOCTU OIIEHWBATIHN B COOTBETCT-
BUHU C aJITOPUTMOM, IIPEJCTABIEHHLIM B paszmeie 5
PMI' 61 [17].

JlOTIOTHUTENBFHO BBIENAIN TAKKE COCTABIIA-
IOIl[Fie TIOTPEIIHOCTH, CBSI3aHHBIE C HEOTHOPO-
HOCTBIO TIPOOBI M BIWSHHEM OIIEPATOpa, KOTOpPbHIE
OIIEHWBAJIM METOAOM OXHO(AKTOPHOTO IHUCIIEPCHOH-
voro anannda ANOVA B COOTBETCTBHH C aJrOPHUT-
MOM, TIpe/iCTaBIeHHBIM B cTaugapTe [18].

Tunuumble 3HAYEHUA BKIaA PA3TUYHBIX HCTOY-
HUKOB B CyMMapHYyI0 HeOIIpeleJIeHHOCTb pe3yibTa-
TOB U3MEPEHUN MacCOBOM J0IU 30JIbI ITPEeICTaBIEHbI
Ha puc. 6 Ha TpuMepe MPoObI 3epHA MIIeHUIIHI.

TouHOCTh PE3YABTATOB IOBBINIAETCA 34 CYET
CHIJKEHUA HEOIIPeJIeICHHOCTH W3MEpPeHUT Macchl
30JIbI IIyTEM KCIIONIH30BAHHUSI BECOB C JUAIA30HOM
usmepenuii ot 0,01 mo 220 r, mpomenmux mIpexBa-
PUTETBHYI0 KaauOpPOBKY, BEIOOpa IapaMeTpoB U3Me-
peHus (TeMIepaTypbl U MPOJOIKATEIBHOCTH 00YT-
JIMBAHUA U 030JI€HUA, MACChl HABECKU, BPEMEHHU OX-
JMQKIEHNA), a TAKKe TIIATeIbHOH TOMOTEHU3AIINH
poOBI U TPOBEIEHUA OOIBIITOTO KOJIUIECTBA Iapal-
JIeJIbHBIX U3MEPEeHUH.

Ta6auma 1. J[uanasonsl u3MepeHu, 3HAYCHHUS IOKa3areied TouHocTy paspadoranuoi I'TIPMU

Juamazon

I'panure: abcomoTHOM HOTperI- Pacmupennaa vHeonpene-

g eI osepitennion semoers i o
3epHO 3ePHOBBIX U 36PHOO0G0BBIX Ot 0,1 10 10,0 BEKI. +0,02 0,02
KYMBETYP, 3€PHOTPOMYKTEL Cs. 1,0 1o 10,0 BxoL. +0,03 0,03
Kpaxman Or 0,05 1o 1,0 BKI. +0,02 0,02
Cs. 1,0 mo 1,5 BxI. +0,03 0,03
Caxap Ot 0,003 o0 0,1 BEJI. +0,003 0,003
Momno4HbIle IPOAYKTHI, B TOM YHCTIE I Or 0,1 mo 10 B, +0,03 0,03
IETCKOTO TUTAHUS
Huskonakrosubie, 6e3/1akTO3HbIE ITPOAYK- Ot 0,1 1o 10 BEIL. +0,05 0,05
ThI, B TOM YHCJIE JIJISI IETCKOTO TUTAHUS
Kombukopma 1 KOpMOBbIe Or 0,1 mo 1,0 B +0,02 0,02
KOMIIOHEHTEL Cs. 1,0 1o 10 BRI +0,03 0,03
Cs. 10 mo 20 BEI. +0,1 0,1
Cs. 20 mo 40 BEI. +0,3 0,3
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Metpomoruueckne xaparrepucturu ['TIPMU
MacCOBOM JIOJIM 30JIbI B ITHUIIEBBIX MPOAYKTAX U IIPO-
IIOBOJILCTBEHHOM ChIPbE IIPE/ICTaBIeHBI B Ta0. 1.

Ananus [meHCTBYIOIUX HOPMATHUBHO-TEXHHYE-
CKHX JOKYMEHTOB B 00JIaCTH H3MEPEeHHH Ccojep:ka-
HHUSA 3076l TOKasan (tabi. 2), uyro paspaboTaHHAas
T'TIPMHU o6namaer 3amacoM TOYHOCTH IIO0 OTHOIIIE-
HUIO K CTAHJAPTU30BAHHBIM METOAHUKAM U3MEpPEeHUH
B CpeJHEM B cooTHoOIeHuu oT 1:2 mo 1:3.

Paspa6orannas I'TIPMU comep:xuT 10KyMEHTH-
POBAHHYIO MIPOIEAYPY KOHTPOJSI TOUHOCTH pPe3yib-
TATOB M3MEPEHUH (BCEX COCTABIAIOIIUX HeoIpere-
JIEHHOCTH WJIU ITOTPENTHOCTH).

I'TIPMU npennasHadeHa i IPOBENEHUSI BbI-
COKOTOYHBIX H3MEpPEeHHH MacCOBOM MJOIH 30JbI,
OIIEHKH IIPABHILHOCTH H3MEPEHUH, BBHIMOJHEHHBIX C
KCIOJNb30BAHUEM APYTUX METOAUK (METOIOB) M3Me-
PeHHI, B TOM YKCIIe IPUMEHSIEMbIX IIPHU IIOATBEP-
SKIEHWH COOTBETCTBHS IPOAYKIIUU 00S3aTeIbHBIM
TpeOOBaHUAM, KOTOPbIE YCTAHOBJIEHBI B TEeXHHYE-
cKux peryiamenTax Tamo:xeHHOro corosa u Espasuii-
CKOT0 9KOHOMMYECKOTO COI03a, KAJTMOPOBKH CPEICTB
W3MEPEeHUH ¥ OIpPeIe]eHUs XapaKTEePUCTHUK CTaH-
IAapTHBIX 00PA3II0B.

Pesyavmamur mescdynapodrnvlx cauderuti. JKC-
TIEpUMEHTATBHOE TIOATBEPIKIEHNE SKBUBAIEHTHO-
crtu paspab6orannoit I'TIPMW asamorudubIM MeTO-
nukaMm (MeTozaM) U3MepeHHH, UCII0Ib3yeMbIM B Me-
SKIYHAPOIHOM IIPAKTHKE, IPOBEEHO B X0/ YIaACTHUA
OI'YII «YHUUM» B 2018 1. B payHnme Mexmabopa-
TOPHBIX CIAUYUTEIBHBIX WCIBITAHUH II0 OIpejese-
HHIO MacCOBOM 10JiH 30716l B cyxoM Moioke (Profici-
ency Testing Study type B EPQS 738 Milk Pow-
der), oprammsoBanabix MUVA Kempten GmbH
(T'epmanus). B payune npunsina yuacrue 41 mabopa-
Topust u3 14 crpan. J[1s usmepeHus MaccoBo# 0Iu
30JIbI B CYyXOM MOJIOKE JIab0pPaTOPUH-YIACTHUKH HC-
TIOTb30BAIA METO][ CKUTAHUSI B My(eIbHOH IIeYH,
CIIEKTPOCKOIHIO B GIMKHEN HH(PaKPaCHOH 061acTH

Bpewms oxnaskneHus

Bpemsa osonenus
Temmneparypa o3oneHus
Bpemsa o6yriauBanus
Temneparypa o0yriauBaHHA
Macca HaBecku
Bnaxuocts

BspemnBanue 3

||
BssemmBanue 1
HpeHH[ﬂ/IOHHOCTb
10 20 30 40 50
Brnag ucroyHWKAa B CyMMAapHYyIO

HeonpeaeIeHHHOCTb, %

Bspemmsanue 2

o+

Puc. 6. Tunuunble 3HAYEHUs BKIAAA OT PA3IMIHBIX HCTOY-
HHUKOB B CyMMAapHYI0 HEOIPEIeNIeHHOCTh (IIOTPEeITHOCTh) pe-
3yJIbTATOB M3MEPEHUN MACCOBOH IIOJIM 30JbI (IITPUXOBBIMU
JUHUAME 0003HAYEH BKJIAJ, CBA3AHHBIN C HEOJHOPOIHOCTHIO
POOBI U BIUAHUEM OIIePaTopa)

u TT'A-amanusaropsl. Ha puc. 7 npencraBieHs pe-
3yJBTATHI ONPEETIeHUs COMEPIKAHNUI 30JIbI B 06pas-
1[aX CyXOTO MOJIOKA.

OI'YII «YHUUM» npomeMOHCTPUPOBAT YIOB-
JIETBOPHUTEIBHBIN Pe3yJabTar 1o ABYM obpasiam cy-
XOT0 MOJIOKA, YTO CBHIETEILCTBYEeT 00 SKBUBAJIEHT-
HocTu paspaboramuoit ['TIPMU anamorudubIiM Me-
ToguKaM (MeToZaM) HHOCTPAHHBIX TOCYIAPCTB.

Paspabomra cmardapmnozo obpasya. B 2018 —
2019 rr. ®IVII «YHUHUM>» paspaboran Habop cTaH-
IapTHBIX 06pasioB cocraBa kKombukopmos (KK-1 CO
YHUHM) I'CO 11268-2019/T'CO 11270-2019.

Marepuan CO mpexpcrasiser co00i KOMOHMKOPM
B PaCCHITHOM, TPAHYJIUPOBAHHOM (hopMe HIIU B BUIE
Kpynku (Ttabm. 3), pacdacoBaHHBIH B ABOMHBIE Tep-
MEeTHYHbIE TIOUITUIEHOBBIE WIN METALTU3UPOBAH-
unle makersl; Mmacca CO cocrasiser ot 30 7o 100 r B
3aBHCHUMOCTH OT TPeOOBaHUI 3aKa34nKa.

B xauecTBe AaTTECTOBAHHOM XapaKTEPUCTUKH,
KOJIMYEeCTBEeHHO XapaKTepHuayIolllel cojep:kaHue

Ta6auma 2. IToxaszarenu TOYHOCTH METOAMK, IpUMeHsAeMbIX B Poccuiickoir @enepanyu

Jlnanazon nsmMepeHui

CTaHZ[apTI/ISOBaHHaﬂ MeTOguKa

ITokazarenu TouHOCTH

Obpazer; MAacCCOBOH J0JIH 30J1bI, % usmepenuu (I'OCT) I'OCT, £A, %
3epHO 3epHOBBIX U 3epH060060- Ot 0,1 1o 10 BxI. T"OCT ISO 2171-2016 0,05 - 0,06
BBIX KyJIBTYD, 36 PHOIIPOAYKTHI TOCT P 51411-99 0,02-0,2
T'OCT 10847-74 0,07
I'OCT 26312.5-84 0,04
I'OCT 27494-2016 0,04 - 0,05
Kpaxman Ot 0,05 mo 1,5 BEI. T'OCT P 55800-2013 0,06
Caxap Ot 0,003 mo 0,1 BRI I'OCT 12574-2016 0,005
Kombukopma u KOpMOBbIE Or 0,1 mo 40,0 BEI. T'OCT 26226-95 0,05-1,6
HOMIOHEHTE I'OCT 32933-2014 0,1-0,6
I'OCT 32041-2012 0,2-1,8
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Labor Code / Laboratory code
Puc. 7. Pesynwrarse! payana EPQS 738 Milk Powder (komosbrit Homep OPTVII «YHUUM» — 11): @ — obpaser 1; 6 — obpaser 2

3071, B CO cocraBa KOMOMKOPMOB HPHUHSTA MacCCO-
Bas [OJIs1 CHIPOM 30JIbI B IiepecdeTe Ha a0COIIOTHO
cyxoe BeliecTBo. Mcnonap3oBaHWEe B 3TOM CiIydae
TEPMHHA «ChIpasd 30J1a» CBA3AHO C T€M, YTO B OCTAT-
Ke, MOJIyYeHHOM IPH CKHUTAHUU P06 KOMOHKOP-

Ta6mauua 3. Marepuan 'CO 11268-2019/T'CO 11270-2019

MOB B My(eJbHOH IIeYd, IOMUMO HEOPTaHUIECKUX
BEII[ECTB CAMHUX KOPMOB, MOTYT COEPIKATHCI MUHEe-
pasibHBIE KOMIIOHEHTHI (II0YBa, MECOK U JIp.), paHee
BXOJIMBIIIE B COCTAB KAaK ITIOCTOPOHHHE IIpUMe-
cu [19]. Merpomoruueckue xapakrepucturu ['CO

Hupexc CO Marepuan CO HJI sa marepuan CO
KK-1-1 Komburopm ais1 cenbCko- T'OCT P 51851-2001, I'OCT P 51899-2009, I'OCT 18221-2018
XO3SMCTBEHHOM IITHITHI
KK-1-2 Komb6ukopm 151 cBUHEH T'OCT P 51899-2009, 'OCT P 52255-2004,
I'OCT 34109-2017, 'OCT P 51550-2000
KK-1-3 KoMm6ukop™ 11 KPYITHOTO POTaToro CKOTa T'OCT P 51899-2009, 'OCT P 52254-2004, 'OCT 9268-2015

Ta6mauma 4. Merponoruueckue xapakrepucruku ['CO 11268-2019/T'CO 11270-2019

Atrecryemas XxapaKTepUCTHKA

WurepBan nomyckaeMbIx
arrecroBanubix 3Hauenuit CO, %

I'panuie! qomyckaeMbIx 3HAYEHUH a6COMIOTHON
MIOTPEIIHOCTH aTTECTOBAHHOTO 3HAYeHUs (IIpu

P =0,95), %
MaccoBas mons BiIaru 7,0 - 18,0 +0,2
Maccosas momns asora * 1,60 — 4,80 +0,05
MaccoBas 10715 CBIPOro mporenHa’"™ 10,0 - 30,0 +0,3
MaccoBas 10715 CbIPOTO KHUpa” 1,0-10,0 +0,2
MaccoBas 107151 CBIPOH 30JIBI° 1,0-10,0 +0,05
10,0-20,0 +0,1

* 3HaueHHs yKa3aHbI B IlepecdeTe Ha a0COTI0OTHO CyX0€e BeIecTBO.
** Koap(purimeHT mepecuera MacCcoOBOH IOJIA a30Ta B MACCOBYIO JIOJII0 CHIPOTO IIPOTEMHA cocTasJsier 6,25.
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11268-2019/'CO 11270-2019 mnpexcraBieHbI B
Tabi. 4.

[IpocnexuBaeMOCTh ATTECTOBAHHBIX 3HAYEHUM
MAaCCOBOH JIOJH CHIPOH 30JbI K eAMHHUIIE BEJTHUNHBI
«MaccoBas I0JIsi» 00eCIIeYNBAETCS CTPOTHM COOJIIO-
neunneM mporenypsl usmepenuii mo I'TTPMU macco-
BOH JIOJIM 30JIbI B THUINEBBIX MPOAYKTAX U IPOIO-
BoabcTBeHHOM  cbipbe M.241.02/RA.RU.311866/
2018.

I'CO 11268-2019/I'CO 11270-2019 mpennasua-
YEHBI JJIT KATMOPOBKY, TPAIYUPOBKH CPEICTB U3Me-
peHuil MaccoBBIX I0JeH aszora (ChIPOro IIPOTEHHA),
BJIATH, CHIPOTO JKUPA U CHIPOH 30JbI B KOMOHKOPMAX,
aTTecTanii METOJUK M3MEPEeHHUU W KOHTPOJSI TOY-
HOCTH Pe3yJbTaTOB H3MEpPeHUN MacCOBBIX JOJIeH
aszora (CBIPOTO IIPOTEWHA), BJIATH, CHIPOTO KHUpPA U
CBIPOH 3061 B KOMOuKOpMax. CO MOryT IpUMeHATh-
Cs1 171 TIOBEPKU CPEJICTB M3MEpPEeHU cocTaBa KOMOu-
KOPMOB W [JA [APYTHX BHUIOB METPOJIOTHIECKOTO
KOHTPOJISA IIPH COOTBETCTBUM METPOJIOTMYECKHUX Xa-
pakrepucturk CO TpeboBaHUAM MIPOIIELYP METPOJIO-
THYECKOT0 KOHTPOJISA, a TAKKe KOHTPOJIS METPOJIOTH-
YECKHUX XapAKTEePUCTUK CPECTB U3MEPEHUH IPU MX
WCIIBITAHUAX, B TOM YHCIE B IEIAX YTBEPIKICHUS
THIIA.

3axJaroueHue

1. Paspa6orana [ITIPMHW M.241.02/RA.RU.
311866/2018, peammsoBaHHAs C WCIOJIb30BAHUEM
OIHOTO KOMILIEKTa O6OpYyHOBAHUSI W 00eCHeYHuBar0-
maa HauBbICciIyio B Poccuiickoit Pemepanuu TO4-
HOCTh pe3yJbTaTOB H3MEPEeHHMI MAacCOBOHM 10U
30JIbI B IHUIIEBBIX IPOIAYKTAX U IIPOJA0BOJIbCTBEHHOM
ChIpbe.

2. I'TIPMU ytBepxnena npurazom Penepanb-
HOTO areHTCTBA 10 TeXHUYECKOMY PEryJIHpPOBAHHUIO
u merposoruu ot 21 mexabpsa 2018 r. Ne 2710 ¢ pu-
cBoeHHeM el peructpanmonsoro Homepa OP.IIP1.
31.2018.00002.

3. IIpogemoncTpupoBana SKBHBAJIEHTHOCTD
paspaboranmori I'TTPMW amamoruyHbIM METOMH-
KaM (MeromaM), HCIHOJIb3yeMbIM B MEKIyHAPOTHOM
IIPaKTHUKeE.

4. Tlokazana UTPHUMEHUMOCTH pas3pabOTaHHOU
I'TIPMMU nns onipeneneHusa XapaKTePHUCTHK MATPUY-
HBIX CTAHAAPTHBIX 00PA3IIOB.
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