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Method development for raw milk quality investigation

by Fourier transform infrared spectroscopy (FTIR)

Nipatthra Phromma-in, Naovarat Kampoosiri, Uthorn Baochangpheuk,

Sumintra Khunsee and Kanyapatra Talah

Abstract

FTIR technology is widely applied for milk composition analysis through automated
analyzers. Compared to traditional chemical analysis methods, this approach enhances
efficiency by offering convenience and speed, simplifying sample preparation, and requiring
low level of sample volumes. However, to confirm the accuracy and reliability of the
analytical results, it is necessary to establish an instrument calibration based on results
obtained via chemical methods. In this study, we were developed the new calibration curve
that cover the fat, protein and total solids. The trueness, precision and carry-over were
investigated in all of three milk composition. The results were showed the R (%) 99-103,
100-102, and 100-101 combination with %CV 0.20, 0.22 and 0.09 respectively. Furthermore,
the efficiency of the flow system rinsing process was tested to prevent sample carry-over.
Thus, we found that the %Ew 0.56, 0.33, 0.22 and %Em 0.00, 0.26, 0.15 respectively which
are passed all acceptance criteria. The overall of results was indicated that this method is
appropriate for evaluating the fat, proteins and total solids of raw cow’s milk in our

laboratory.

Keywords: FTIR, milk quality, fat, protein, total solids

Milk and milk products Quality Control Division, Bureau of Quality Control of Livestock

Products, Department of Livestock Development
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unin
Fourier transform infrared spectroscopy (FTIR) fie inafiafild¥adBunsisngianinuen
pAuSaLA 2.5 Fa 15 lalasians (mid-IR) Tunsiiemedlassaine ssydindsenoudngg iileusnsin
vostasBunIduazefiunds tnefivdnnisviney il dwasain R source gnasdnluly

[
0

interferometer Lilaadadnaaguuuuanziionin interferogram antuduaaruingyosld
fegns wdfegagandundanuiirmuadimg Taeil detector asrafadyanar udUsvanana
dyrveanunlusduuvaiunaiu sdgasuiainesvondAuwlIs Fourer transformation
(Mohamed et al, 2017) YagUuwmaila FTIR Qﬂﬁwmﬂssqﬂm“LGt’fLﬁammﬁ’;uﬂizﬂauﬁmu
ogaunivans TusUuuuvesaiommalinswinninmus wuuselusia Jeannsaifivdszdnsnm
roisinnesinunwulazaan s andurouniseieusions Wiegndlutiinudesdmsu
MINATILI wazannsanannadiaeiiinheduiesas wienduldlunanvarsdiulsznou
Tt Tusiu waelsa ouslususuiue uasveaudeiommn s

o¢1lsfimu wadla FTIR feldu secondary method Inglivdnnisganduuasifanue

AAuANIETatLAavdIuUsEnaUluL taun ludu  asiednsizvivgaisueia (carbonyl  group)

a A

TUshu asranuszildlng (peptide  linkage)  7Wonszuinsnsnoziiluveslusfuldazyin
wazuanlna ns1anylansenda (hydroxyl group) 9t LiIOAINYNABIVEINATLATIENIIAIY

sy a

Fududesiinisusuannisveaaios Ineldnanisiinseniignadaainisnieduadl (chemical
method) (APHA, 2024) daduisuasgililunsiesegidndsenevinaildsunsiuses fail
lasfu (SO 1211/IDF 1:2010) fie ndnn1s Roese-Gottlieb afmlusfulutuudae diethyl ether ua
petroleum ether anntiueulatiuauuiaudrdalsnaluilumihsdesarinsimin luduves
TUsAu (AOAC 2023 (991.20)) e #dnns Kjeldahl gaglusfusansadaiindn (H,50.) wiowdey
lulnsiaulvieglusuvesuenluds (NHy)  9ndudiesgivimailulnnaufonislnmn e
f-ﬁ’wmmﬂé’uL“fJuU%mmiﬂiausuaqﬁaasmﬁ?m wazvesudaianun (SO 673L/DF 21:2010) #e
nssEmetneenaniiegefiessimugugangl udousedsliuidludevanioutionmg
102 + 2 peALsaLTes mﬂﬁ?u%"ﬂfmﬁﬂsuaaﬁaasmﬁmﬁaagj fmnanduvenwdatmunlumiedesas
Taenimidn (nsuAvenemansnisunmeg, 2556)

nsad1saunsanmdy (spectrum  calibration)  fiudiugh (accuracy)  wATVIUNILY

[y

(robustness)  "u Fusgiuiznisidendiagiakazn1susuaunts lnedvuaussiandiegiauay

YA TUYRIRAzEIUUTENauYR s uLlATaUAgUAUMBE 19T AT g buRuT N1y uae
o ! g v [J v ' a A S v = ! d' =] & v o
Aeganldasiluiied19a1nsssuyd Wesnaunisnaieduluwsaziasealle asludiivug
YDULVAVDINTS M UVDNANIELATBILBNUY (ISO 9622/IDF 141, 2013)

NAUATIIERUANAINULLATHAAS MUY AvuaUsziandieganidlunisasisaunisann
wunfvluiundminaszys ieliaenndesiuiuiinisldnu wagldinuulawuuududagaluian
919895U784 (certified  reference  materials)  iieLiNvaUIAlTANN1TATEUARUAIDENI]
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dutsgnovaguandivesiusfvluiuil danfu nsfnunafidisadaunisiinseungudutszney
dhuuste Tuthu Tshiu wazvewdaimun antunnaeusie 3 aussausvosianadeu (performance
characteristics) il ANUQNABY (trueness) AT (precision) wag nsuudeutu (carry-over)
WlensiasoumugndeazindeievemaiinTzinniATeImIa i EinunwLL LUUSALUSTR
1. Inguszasn

dewmuin1sisiesesidiudszneviunlafufemaie FTIR Tnsiadesnsandinge
ALY LUUSHLLTR Tlmnuaugndies wiug uazemnindede
2. YUY

AsaUARUMTIAT RN Tosfu TWshu uazvewdsimunluiualefiu Femaia FTIR
TngiA30InTI9diATIesinanINLL WUUSHluR G981989383nsg1u ISO 9622/IDF 141 (2013)
3. Uszlomifianadnazldsu

Fhasegidintszneviiualaduiiemneade FIR lnsiadesnsaaiiasigsinmninu
LUUSALLETR danugnéies wiugh uastndetio mssnadermuavesiBinasgiu 1SO 9622/IDF 141 (2013)
4. \eesilauazaunsalinenaans

0.1 inSesinszannimitug 8% Bentley u Dairyspec FT

4.2 gnpuImesdmSulUshNINUsELIaNs

4.3 YN IURLALIFIBEN

4.4 Rack ldfneagna

4.5 Water bath aaun9il 40 + 2 perLaLTys

4.6 Water bath gaunil 43 + 2 aerLalded

4.7 Hot plate

4.8 Erlenmeyer flask

4.9 dnines

4.10 fsldansiadl

4.11 99 waste
5. d191A3 LAZENININTIU

5.1 RBS 8%e Bentley

5.2 thuslanuuutudedadutand 98s5uses (certified reference materials) B%e QSE
6. AANTIUNT

6.1 M3UFUaLNS (calibration adjustment) ¥adLATIATI9TLATIIIAAAINUL WUUSATLITR

fhegnaiuuililunisuivaunisutsesniu 2 Uszian Thud duslafusssueddlddnng

USuusisdruusznaumedsasuvu wazihuulawuundudsGuluianssdesuses lnefmog1auiuy
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Tafudmau 15 fheths fiflindauuseneu Toud ludu Tusiu uasvesdeiomn aseunqudasns
T grudadiu 2 daw iensedinnevimdudseneusmemaila FTIR (secondary method) waz
dms19aszimand (chemical method) luvmedl Jangrsdeiuseniualavgamalianeidae
walla FTIR Wgeg1aused IngldAmianiiain  certificated  v94ian81989 warideyananis
Ansesiannii 2 33 deudglusunsuuivannsveneiomaninednuamunuuualugs
9nduiaTosaginnisuszananadoyanazuanuduaunislug

6.2 MIVAABY Trueness YasnNslATEsiduUsznoutuslafy

[y 1% [y

wssudeg i uilakuULtLITaTuTane19895uses 9uau 12 g lngusaziedns

1%
Y v A

anunsaldnedernasdusznouthunld feil F1-F8 SnaBednluiiy F3, E1-E4 $redeAlusiiu uas F3,
E1, B4 $rsBemasudeionun udrguitegtsialy water bath figunaf 43 + 2 ssriwaidea
Huan 50 wift Tigamgiisiognsoglutag 40 + 2 ssiwaidea wassesaraedudofisity
ogaauysal linumenau siemufiaUnfvesiaegns ntuiinseiiiegiay 2 91 udiAiads
WU UNANITNAERUAIY R(%) (Eurachem, 2025) wazldinausin1seeusu % Recovery ( AOAC,
2023)

X lab
x 100

N5AUI R(O%) = —
X CRM

A9 1 wans %Recovery (AOAC, 2023)

Concentration Recovery limits, %
100% 98-101
10% 95-102
1% 92-105
0.1% 90-108
0.01% 85-110
10 pg/g (ppm) 80-115
1pg/g 75-120
10 pg/kg (ppb) 70-125

6.3 MsNAABU Precision ¥8aM5 AT ERdLUsEne Ut uslARy

w3pusegiunTafulseann 400 fadans weulviludlomeniu wdulssetiaiuy
duldlurasaneass viasnarUszuna 25 Tadans 3w 12 vaem (SO 9622/IDF 141, 2013)
ndugusogsiuilu water bath flgamgdl 40 + 2 ssmwaldea Wunan 15 Wit Wgumad
fregrsegludis 40 + 2 samiwaldea Rntuthiednednites (GUA 1) Tinseiiaedisar 1 61
wdthuadeswilalumunamduUsyavannunysiiu (coefficient of variation: CV) Tngtnasinig

8aU5U Ao %CV Uoani 0.5 (bentley dairyspec combi specifications)
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JUT 1 Msdmsesinegeduusiu dmsunsmagaeu precision $38an1e repeatability

6.4 NMSNAFOU Carry-over Y89N5 AT zRdulsEnautualafy

wasusnogsiuaTafiutazin DI egsarUsvana 300 fadans nausegauuulmdy
oeaiu ududsiedrdldlunaoanaass vasnazUszunn 25 fadans siuauetisay 10 aen
ntuguiaegsly water bath figaunaf 40 + 2 ssrueaidoa Wunan 15 Wi Tigaugfifioig

agfluta9 40 + 2 psruwallua 3NURLIFIBE1NNTATEIRNNAIAU 1UN-1N-UN-U AUATU 20 AIBEN

(3UN 2) msieidegeas 1 91 uddmadnseiluduine cary-over  laginadiniseausy

Ao Ew wag Em waeni1 +1% (ISO 9622/IDF 141, 2013)

JUN 2 msdaisesiegraiuuiu dmTunismagey camry-over

7. NAN1INNADY

7.1 @13 (calibration curve) YaLAIBIRTIVIATILAAMUNINUY WUUSALLLIR
o A el ~ a Y | Y A o =
A5093laI NS hARINAUSBUMIBUANNITIAY (WEUEV1D) hazaun1tud (AUE1) LNDLEARAILLLD
U9 UAULUAUDINANISAASIL VI dIUUTENBUNILAATILALA UaIa1nNSUSUANNIT WU

Ardulszneulusiundnaeiladafiau Ui 3) lusaed ludfusazvesuwdsionun laainis

a

a sl o el' dl' = = % a dl' 5 ! a v Y oa
UATIERNATN (E‘U‘Vl 4 way 5) Llli’]L‘UiH‘ULVIEJUﬂUﬁlIﬂ'ﬁLﬂ@ﬂJ@\‘iLﬂﬁ@\‘ﬁ/lﬂﬂG]\‘Iﬂ']iJ']‘\]’WﬂUi‘l&WIE‘\IID\IaG]

Y

Calibration for Protein (n=50)
Status = 1.019*X+0.070

Current Calculated
AvgErr  0.1294 AvgErr  0.0000
Stdev  0.0413  Stdev  0.0407

24 26 2.8 3.0 3.2 34 36 38 4.0
Instrument: Protein

AUIN 6/12




JUN 3 aun3veInsinseilusiu

Calibration for Fat (n=62)
Status = 0.973*X-0.009

Current Calculated
AvgErr  -0.1179  AvgErr  0.0000

Stdev  0.0765 _ Stdev _ 0.0721

4.0 45
Instrument: Fat

SUT 4 aun1svesmsiaszsilugiu

AvgErr 02186 AvgErr  0.0000
01666 Stdev  0.1409

JUT 5 aun15909N133AS A0 TIIVUA

7.2 Trueness 184 9IATIzvdINUsENBULNULLARY
nmInedeumsgiiuulauustuddaluiandedsuses Swau 12 deg1s wui

YBINAIATILNNRAINATBILDTIA R (%) HIUMLLNUNNEDUSUNINUA AILEAILUAISIN 2
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A1599 2 LAAINA trueness ¥89N15ILATIZY Lt TUSAY LasuoIldaianus

Fat

Sample | Measure value | Reference value R (%) criterion 92-105 | Pass/Fail
F1 2.54 2.47 103 Pass
F2 3.30 3.24 102 Pass
F3 4.13 4.09 101 Pass
Fa4 5.38 5.37 100 Pass
F5 2.84 2.75 103 Pass
F6 3.74 3.71 101 Pass
F7 a.72 4.70 100 Pass
F8 5.90 593 99 Pass

Protein

Sample | Measure value | Reference value R (%) criterion 92-105 | Pass/Fail
El 3.15 3.10 102 Pass
E2 3.34 3.30 101 Pass
E3 3.76 3.74 101 Pass
Ed 4.16 4.16 100 Pass
F3 3.65 3.61 101 Pass

Total solids

Sample | Measure value | Reference value R (%) criterion 95-102 | Pass/Fail
El 12.33 12.16 101 Pass
Ed 14.56 14.57 100 Pass
F3 13.41 13.28 101 Pass

7.3 Precision ¥89n153@51zMdLUTENa UL UL AR Y

PNNTNAGOU  precision  Lu@N1IE repeatability 1ngn153LAT1E%A208 19U UNAY
91U 12 D1 WUl A1 %CV vasasrUsEnavtnuy TviTu TUsAY warueuwdewiavua A 0.20, 0.22

WAL 0.09 AUAINU FIUNUNNITEBUSU %CV UENIN 0.5 AILEAIIUAISIN 3
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MN5197 3 LaRIKE precision 309115ATIEYLvIL TUSAY uwazveud i

Sample Fat Protein Total solids
1 3.55 3.05 12.01
2 3.56 3.07 12.03
3 3.55 3.07 12.03
a4 3.56 3.07 12.04
5 3.57 3.07 12.05
6 3.57 3.07 12.04
7 3.56 3.07 12.04
8 3.56 3.07 12.05
9 3.55 3.07 12.04
10 3.56 3.07 12.03
11 3.56 3.08 12.05
12 3.55 3.07 12.04
Average 3.56 3.07 12.04
SD 0.01 0.01 0.01
%CV 0.20 0.22 0.09
criterion %CV < 0.5 Pass Pass Pass

7.4 Carry-over 983msiATIEduUsEnoUtulAfU
PNNITNAGBU carry-over WU A1 %Ew Laz %EmM vespsausznoutiunl luiiu TUsiu way
YR IavLA A 0.56 fU 0.00, 0.33 U 0.26 Way 0.22 AU 0.15 AUAIRU FIN1UNUINITEBUSTY

A9 %EW NU %EM 4N +1% HILEAILUAITIN 4
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ANSNT 4 WARIHA carry-over UBINITIATIEY Lt TUSAU uazveaudeiavun

Sample Fat Protein Total solids
1 0.00 0.01 0.03
2 0.00 0.00 0.01
3 3.53 3.06 12.00
il 3.56 3.07 12.03
5 0.00 0.01 0.02
6 0.00 0.00 0.00
7 3.53 3.06 12.00
8 3.55 3.07 12.03
9 0.00 0.01 0.02
10 0.00 0.00 0.00
11 3.54 3.06 12.01
12 3.56 3.07 12.02
13 0.00 0.00 0.02
14 0.00 0.00 0.00
15 3.54 3.05 11.99
16 3.56 3.06 12.03
17 0.00 0.01 0.01
18 0.00 0.00 0.00
19 3.54 3.05 12.00
20 3.55 3.06 12.02
Ew (%) 0.56 0.33 0.22
Em (%) 0.00 0.26 0.15
criterion Ew and Em < £ 1% Pass Pass Pass

8. d3unan1Innaeg

IINNITATNAUNITVDAATDINTINATIAAUN LY buudnludd Ingldiagnaiunlafuly

1 ' v
14 o a

& A T ) Y a o i ::4' ~ a ::4' A A
‘Wu‘VlIGUQ']u LLaguq‘UﬂﬂﬁLL‘UULL%LLTQWLUU?ﬁ@@WQ@QiUi@Q WU LUBLUTYULNEUFNNTUDIAIDILDN

EN

AerunnuIEngRanivaunisiasalndlunisfinell  Insidgundasvemanisinsies

1 AlusAuiiaszsiladangadu lunasilvduiazesudwimualaain1siasgia as Ay

e

Wennusiulalupugndesaziiieliovemaliaszvinliainaunisiasiule Jdinsnsiaaey

(%
1% % 1 o o 1% a o 1

ﬂ??ﬂgﬂﬁaﬂsﬂaﬂmﬁﬂ’liimiﬁgﬁ (51']EJG]’JE]EJ’NU’]U?,JIF]LLUULL‘&LL%Q%QLﬁu%ﬁﬂ@ﬁﬂaﬂﬁﬂﬁaﬂ WUI

9
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myleszidulsznoululiu TUshu wazvewdeiviun fian RO) oglugag 99-103, 100-102 uas
100-101  $NUARU FINWAILNA R(%) 719901588050 92-105 UagNAAaUAINULIEIVBINIg
Annerduulafuluaniay repeatability wui1 8 3 d@ulsznouuiuy da1 %CV fv 0.20, 0.22

'
o w = 1 &

ez 0.09 MUAIRY TN %CY MTEBNTUTBENTT 0.5 WBNAINAIUYNABILALAIIULTLIUAD
ATNNFIATITN LGN DIATNRINISUUU D UTUTEWINIAIDE19AIY LHBIRINLATBIIASIZNUUUD A LUIIR
Ao ° oA a < a I | ) | ~ v oo
AIsMIULUUABLLDY kazlinusInsgatunsiaseiluisaziiegns Fadeslinsnaaey
UsEANTA1MUDIN15TLa19 flow  system WU A1 %Ew  Lag %EmM w0 3 d@luuseneu
A® 0.56 fU 0.00, 0.33 U 0.26 WAz 0.22 fU 0.15 MUAINU TIRIUNUD %EW kAL %EM NSEBUSU
Tounin +1%

ANNSNAADUNG 3 dusTaurvasionagaununlglunisAnell WU NanIsNAERUNIUAIY

'3 [ :Jl Y < I ada 6 1 %,’ a v a

WNINNNTHBUSUNINUA LAASbLTiNI1IDAsevdudsenavludlafumenaila FTIR  lag
LATBINTIVATIZVAMAINUL WUUSAlUdR Tadugnaesiasineded miunisiianldiasen
wulanvluveutie lusiu TUsiu wazveaudsianue dansiaiinssiinguasisdeunmnInuy

LagHAnAMI drinesivaeuaMnINELAUAFR]

9. YaLauauu

nsmsandeuauldlivedislinsidiulszneuiuslafudemaila FTIR a13nsasnds
WunsgIu IS0 8196-3/IDF  128-3 (2009) fifvunseilouitumssiudmiunisuseifiunag
mmaaummgﬂﬁawaﬁ%ﬁLﬁmzﬁ@aﬂ%mm%ﬁ%maaumaLﬁaﬂﬁm%’ufmu FaduiBinasgud
ﬂiaUﬂqmamisausmaﬁ%wmaau ﬁﬂﬁ daily precision (repeatability and short-term stability),
carry-over effect, linearity, measurement limits, lower limits g upper limit PINABDINTNAIUN
FneaevilildsumsiuseaduiBumsgn 15O 9622/DF 141 (2013) wesUfiRnisdesinns

NAFOUANIIOULVDII0VAEDULATUNIULALHANITNARBUNIUAULA TN T ONS UNIALA

10. NnAnssuUsEAA
YovoUAN §o1urun1sd1inasivdeuannIndualadnd wavymainsyavituly

naUATIvEDUAMANULLAENAR YUY elinsAneluasiiussauanudnie asudiunsanny

11. 19NE15919949

nsangEansnIsuIng. (2556). nsgiudmiunmsiiaTeionns aud 1.
AOAC. (2023). Appendix K: PART | AOAC Guidelines for Single-Laboratory Validation of

Chemical Methods for Dietary Supplements and Botanicals.
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