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Prediction of Chemical Composition Using Near Infrared Spectroscopy in Corn

stalk (before ensiling) and Corn silage.
Rattikan Poungkaew" Sarayut Thaikua" Phrawpan Chuchuay” Patima Butcha® Yaowalak

Mangpung?
Abstract

The purpose of this research was to apply the Near Infrared Reflectance
Spectroscopy (NIRS) to predict the chemical composition of Dry matter (DM) Crude protein (CP)
Ether extract (EE) Ash Neutral detergent fiber (NDF) Acid detergent fiber (ADF) and Acid
detergent lignin (ADL) of corn stalk (before ensiling) and corn silage. All samples were analyzed
for chemical composition by standard method in the laboratory. The absorbance was
measured with Near Infrared Spectrometer (NIR Spectrometer) at a wavelength of 400-2,500
nm. Correlation was obtained between the absorbance values of corn stalk and corn silage and
the chemical analysis values using the WINISI IV program and statistical analysis of PLS (Partial
least squares regression) and MPLS (Modified Partial least squares regression) with SNV
(Standard normal variate) and without SNV spectra modulated and Detrend with Derivative Gap
Smoothing Second smoothing and Math treatment 10 patterns.

The result showed that NIRS equations of corn stalk could be used to predict DM CP
EE Ash NDF ADF and ADL with R* SEP and RPD between 0.81-0.97 0.09-0.95 and 2.36-5.80,
respectively. Equations to predict DM and ADL were showed fair level (RPD < 3.0). NDF was
showed good level (RPD 3.0-3.4) and CP EE Ash and ADF were show excellent level (RPD > 4.1).
NIRS equations of corn silage could be used to predict DM CP EE Ash NDF ADF and ADL with R?
SEP and RPD between 0.76-0.96 0.16-0.88 and 2.06-7.51, respectively. Equation to predict DM
was showed fair level (RPD < 3.0). EE and Ash were showed very good level (RPD 3.5-4.0) and
CP NDF ADF and ADL were showed excellent level (RPD > 4.1). When evaluating the potential
according to the standard 1S012099:2017 found that the Bias SEP and slope values passed the
standard, indicating to the calibration equations accuracy was not significantly different from
the actual value at 95 percentage confidence level (P>0.05) and enough performance for using

in routine analysis of chemical composition of corn stalk and corn silage.

Keywords : Near Infrared Spectroscopy corn stalk (before ensiling) corn silage
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LanfAnfiAnunfuiie (Epiphytic lactic acid bacteria) Witganefivinli fAzennsusindnaululddes
Mnauaudifing linessliaruadlauarduaialiinunsnsfifedaudgninlnaifieldibeda
uuveswmuies Telsiifivmerenudesnsldlunisy esnnifuiisnsn Usenoufuilymitnasugia
iy 417 drlnaidosdng Sudsvds dos Seamni nesialdduasuliinuasnsgiugnimasugia
fanamawisnaenvulgniudrinandouiinifios minedusimneudmiulauy Tusuan nin
Fsannsaliifuemslaunldlnensovieldidudunaivesevnsdainaunsudu (Total mixed ration;
TMR)

lun15AT1ENAUAINITNTULA19 U ATRQUYS (Dry matter; DM) TUsAU (Crude
protein; CP)  lasTu (Ether extract; EE) 161 (Ash) wilsiwad (Neutral detergent fiber; NDF) anlu
\waglaa (Acid detergent fiber; ADF) &nflu (Acid detergent lignin; ADL) 43579 kazAn1seaelamieg
vosingAviihauamduormsdnsuldidedn e duemmenuuazerm stuty azdndunsly
vosufuinslaglditumsguiiaugndesuugigs uiildiuneunasniseieusegisiigienntdiaa
1 1Hesndasiiniseuninazuadetideuhluiinszidddinaedietios 57 Yu nviadedinsly
asinidsdsnareanimuIndeuuasiiiiasgitne vazfimTlnneimemadadoBurisisaan
Tn5alnT (Near Infrared Spectroscopy; NIRS) 1duwafiafianunsofauasiinsznsadruiesdunsise
(800-2,500 unluluns) fiansusznoudunisuasiliusy -C-H -N-H -O-H -S-H wag -C=0 aeluluana
azviousanul (Reflect) (Auws, 2548) awnsausziliugualasuzlusimsdaildodasing de 19
nalumaadsuedesilouszanm 2 lus uarldnanlumsiesgidies 2 Wil fanausiugy lsivihane
fegns lildansiadl livihansanimuindey uavanAldangldluszozen wiillesaindeyadiléain NIRS
wegluguvesanafuiifineazidoavestoyaun liaansaiuuszgndliifiovhunenudnuuzdiineg
yeadregsiimd@nwinfiuiinaminlsldviui Sudufesddisnmsadamans e ialusming
(Chemometrics) [iledaias1zvidoya s anuduiusvesanadufudiulsenouniaeives
egeildannsiinseiluresufiintg whaaduaunmsiisuninsgiu (Calibration equation) &4
aunsfildtasdesinuduneunismuaeuanuldldvesanns (Validation) ielsiinuusuglunis
yunedenou Jvgdluldviueemiaaivosiogislusuianld uenand lunsadrsaun sty
fhegrsihinunldarsaunisagdesnannsduiivegned danumain vareluduituiinsdn ggna
018l fidmaniiinszaneaseungquarvossiegislusuian uaildiianeimaniiignioausiugdn
$he duadnesuiildanmsaunusegiafio adsaunstudiresdinmausuudsimngay foan
AsnsTISsua s ld3en1edinAnand (Mathematics treatment) wuuseq 19U nsidenld
Derivative Gap uay Smooth gy Uiuuduilelilsaunaufiafian dmiuiluaiaunis (sa
quis, 2565)
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feg1eUszu 2 Alanu LLgﬁﬁﬁmﬂﬁULﬂu%’ULﬁﬂﬂ PUINUTENIU 1.5 - 2.0 LOUANAT dIUR08196U
FnlnamFouiinninildlunisaiiaunmaifisuinassuiuigesddsenaunianil Ussnausedieen 2
dau A FegeanlATININsAnyIeyanmumNsuiniazamAImM1alnsugestIlnans euinnin
dmiuiluomisdaiieldlunisimuauinsgiududinens dslddusuussnuativayuaindiiin
1ASTILAUALAEASLATEMNSWAIYR (UN8Y.) $1uIY 140 FIeg1e uazeanduiiufetafiu@uan
vhsununsnsuazuvassaalufiuiidneg Wd Sunevimans wagdunewauniay Sminanys nau
nwasnsluludmiauasedun aseyd uavanauns $1uau 136 daena daty Fudiilnemiey
Hnndniildlunisadiaaunis f9uuiiomn 276 fog1e didograneufigumnd 60 ssmiwaida
uw 48 dalus antfuuelifonia 1 Safuns Feiniesuaiodsvdade uasiuiegnafiunudaly
QanaaRnUngiin dletastunrudu udruhlutaaunaiudeiades NIR spectrometer wagiiasizs
asrUsEnauMALALsalY

nsiaaUnnsudaeA3as NIR Spectrometer

awnauvesdiudninandesiindeuvinuagdudnlnansouilnniinazgnialaeiades NIR
Spectrometer S0 FOSS 31 DS2500 (Foss Analytical A/S, Denmark) fi929A2708719AAY 400-2,500
ulutuns FeflmnuaziBeadeya (Data interval) windu 0.5 unluwns Taeld38nsTanuvasioundy
(Reflectance) oehwsiutminandeuilndeuntnuazdudnlnanfesilnminiuaudazgniluldlude
U3TRENILIALEN (Small cup) indedpgslinszatsasaaiiane ¥n1sin 2 G1redaogng
(Duplicates) N3 ¥nusiazafaazianssensosdusznaumanil S1uau 7 1emsléud d1 DM CP EE
Ash NDF ADF uag ADL t1dnusiazsienisdildanmsinuiedsiiteuanmasenududuainaiy 1
Husieseu BsAniildiSonin Amsgandu (Absorbance)

A15AT1ZHRIAUTZNBUNN LA
dshetagutnlnandoudnneuninuazsudlnandsuilnuinfiiiunsinaUnnuudau
Anszesiusznoumaniisneg Inedinianail (Wet chemical analysis) luf Arautu au3si
930.15 (AOAC, 2016) warAntduiuasidus DM n15iwsizsinn CP unismiesidudlulnsiaunieis
Kjedahl uaaamumIgunAwas 6.25 A1u35 ISO 5983-2:2009 AT EE auAE7 11085 (1SO, 2015)

! !
aa a aaa

way Ash 9103391 942.05 (AOAC, 2016) n15Ttas1zvindelowiin ADF way ADL A1u3a7 973.18
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(AOAC, 2016) iaszvinidoleviia NOF Tngld Sodium sulfite waz Alpha amylase AUATH 2002:04
(AOAC, 2016) TneilAs1z1t 2 G1siafIng1s MNLAReNI1A133 (Actual value)

mﬁmﬂzﬁmﬂ'ﬂmwﬂmﬂm?iawuaami%miwzvﬂuﬁaaﬂﬁﬁﬁmi (Standard error of laboratory;
SEL)

yhnsinTEimAtAunaIAAAsuTeIN AT EluesUfTRnees Duplicate blind
test iipaghaldlulseifiuaunmsifevinnsgiuiiadatu TaseanuRanaianasgiulunisriiung
(Standard Error of Prediction; SEP) Aa4taen3d09.v1ue4 SEL (Sithiporn Associates Company,
(2017) vin9mszilaglddiegssudlnansouinnaundnuazaud 1lnaniouinmin sinay 10
fege urazfethwUseendufedisdenil 1 uasfetsgosd 2 Mnunmnaausietililien i
uiddiasziidu 2 4n e yafl 1 Uszneudiediegiades 7 1 vesdangedl 1 fa 10 uazyndi 2
Usgnausesegiagesil 2 vesiaeged 1 84 10 udazyaiinnvisnedas 1 %1 PNt naIATIE
Yosuiazasausznoumaed Annandulssidudvosingui wazdunumen SEL Tagldaunis

seL - (22

D = HNAANKNAIATIEAYAT 1 LATYAT 2 VDILARLHIDEN
r] =

9 9

AUIUFIBE9 (10)

n1sasaNnIsiBuNInggIu wazn1saugaualdldvasaunis

1. ihdayaanasuiazaArasdusenaunaaiiiimauduiusanieds Partial least square
regression (PLS) Ingldflusunsa WIN ISI IV wisinegnseentiu 2 nguiliiudasssionu fe nguilldaiis
#UN15L7EUNIR531U (Calibration set) ¥iMu18A1 DM CP EE Ash NDF ADF uag ADL hagnguniuay
Aanuldlavesannis (Validation set) ludndiungu Calibration set fiangu Validation set iinfiu 80
fo 20 Wesidud draiUnasuvesngu Calibration set u1dnngulagld Principal component analysis
(PCA) 114 Mahalanobis distance Lﬁaﬁ@mﬂﬂm%’mﬁagjuaﬂmju (Outlier) #9n lasA1unA1 Global H
WU 3 wag Neighborhood H Wiy 0.6 nsadsaunisdunisadiawuuiiingiaaiueniadu (Full
spectrum method) #2875 PLS way Modified partial least squares (MPLS) S2uAUn15lUUS UL
aUnasy uazUFuudIanafuLUY SNV-Detrend LiiaanAuLUsUsIuLardssuniudug fenavinli
YoyaaiUnniuiinisivasuudasld uazld Derivative mathematics #38 Math treatment #1461
Derivative number Gap Smoothing and Second smoothing 971174 10 LUV ﬁﬂﬁ (1,4,4,1) (2,4,4,1)
(1,84,1) (2,8,4,1) (1,8,8,1) (2,8,8,1) (1,5,5,1)(2,55,1) (1,10,10,1) (2,10,10,1) Ineldmumuuziirlugdile
mﬂ‘ffm‘%'m NIR spectrometer (Infrasoft International, 2005) LazaINN1TNTIANDNAITIIUINE (Alomar
et al. (2009) : Woolnough and Foley, 2002) 3glaaun15tigusInTgILURILAaEI18NITIIUIY 40
AunIg

wAduUseansanduusseningaasatuaIiiune (Coefficient of determination, R2) 4
msilen g 1 Aeanunaialedeusnssurean1saiisaunis (Standard error of calibration,
SEC) LLasﬂ'Wmﬂmm@1m?iaummgmﬁuaqmiﬂqﬁ]ﬁwﬂﬁﬁ (Standard error of cross validation, SECV)
Fep255iAen (Infrasoft International, 2005)
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2. msmuaeualdlavesaunis

thaunsidadondiuiu 3 auns smiuaeuanildldvesannts ienuszaviainves
aunisnansaldlunisuselivamliwiugiunteeiiadda Insuainasuvesiiegiengy Validation
set WUy LaUspiuaugneeiuglagldenadfsie lown A1 SEP aasiAtaenitaadii
84 SEL (SEP < 2 SEL) Aiadsveanaiieseninedilliannisuinsgiuuazeaiildainds NIR Araans
Annatawds (Bias) AasiiAntiasndn 0.55 win SEC (Bias<0.55 SEC) @1 Standard error of prediction
correction (SEP(C)) aenan 1.29 SEC (SEP(C) <1.29SEC) Aranudultnlng 1 (Slope ~ 1) #1u35n1s
294 Sithiporn Associates Company (2017) yonan ié’ﬂawamwazﬁU%uQMﬂnwmaqammié’aa@h RPD
(Ratio of standard deviation of prediction to standard deviation) 1135715999 Williams (2014) 4
uandlu table 1 Fanausinnands axldlunsdndenaunaifisusnasguiafigadies 1 auns dmy
luldlunsvhweesduszneumaaiisheres NIR Spectrometer faly

Table 1 Criteria of prediction efficiency (Williams, 2014)

RPD Value Classification Application
00-19 Very poor Not recommended
20-24 Poor Rough screening
25-29 Fair Screening
3.0-34 Good Quality control
35-40 Very good Process control

> 4.1 Excellent Any application

RPD = Ratio of standard deviation of prediction to standard deviation

3. Y1aun1sisuNInggIu 91U 1 aunis Neadeniaainded 2 uuseliuussansnineiu
1IA5§IU 1SO 12099:2017 (SO, 2017) fail
3.1 N13ATIVFBUAN Bias LneN15AIUIIAT Bias confidence limit (Tp) AIu@NNIT G760

'
o w a [

Bias AN T, k@931 A1 Bias %38 A1ANURAnaIaaslunisvinuielifidedfy Aseauaiy

o

(%
v A

Watiu 95 Wasigus Auuls fil

t(l—oc/Z) * SEP
+
Vn

To 0] A" Bias confidence limit

Tb:

toam A8 A1 tvalue YBINIVAGOU 2 N9 7Y Degree of
freedom TidenAdosfiu SEP Aflevindy n-1
SEP @@  Standard Error of Prediction (A1AUHANAR
W msgulunsiungvengunaaau)
n A Pwudeglungunaaey
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3.2 Msnsadeua1 SEP 1Hun1sAuinen Tue (The unexplained error confidence
limit) ¥nen SEP Uaendn Tue wanedn A1 SEP viseAAuEnnaInuinsgiulunsvingveingunagey

AMundla f191l
T,e =SEC F(a,v,M)

=

Tue AB  The unexplained error confidence limit

F(OL,V,M) ﬁ'&] ﬂl'] F Value

SEC @@ Standard Error of Calibration (FnaauianaInuinsgulunisas

luifidd Ay
(0
A%
M
A® number

aun1s ves  NgNas1eEuns)

A [ 1

fa sysuanuthazfuvesmsiinanuiianainsinit 1 (type | error)
Taeviald fe 5 1Wasigus

A®  Nyaldation set - 1 (degree of freedom7i@anAaadnu SEP)

AD  Nualdation set - o-1 (degree of freedom Paanrapenu SEC) lag p

of terms %58 PLS factors of the model)

3.3 N1151533@0U Slope 1HuAuTUVeINTINNI1NTE18 (Scatter plots) S¥U3I19A
ssRUsznaUMLAlnAsIzlasLdur19198 (Wi y) Auafiviuwedlaanaunisiisunnsgiu sae

WA589 NIRS (AU X) T99
AUNTS
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32 »p D2 Db

® ©o O ®

yaRARAINUANNITIEURTIlaBilA1 slope b Lag intercept a AuIBlARL

y=a+hy
S
S
a=y-hy
AMNLUTUTIUTINTZUINAWIIUIEAUAN3S (Covariance)

:§\

b=

< N

ANUBUTUTINTRsAYIuslungunaaay

ANRAYYDIATIVINUIEIINANNTTHUNINTTIY
ANRAYTDIANDNBINIATIENAIEITUIATTIU

PnUunadaua Slope Ncuiadlalagly t-test Asanns

Sres D
J[obs a@

b

Yi Ao

¢ _ \/Z[yi —(a-+by,))

res n _1
SZ(n-1)
tobs = |b _]'I ys—z

\ res
AU ULNINSFIUYBY Residual
The observed value
Iuuieglungunagey
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Wasidus

HaN1IMARRILA I

audnalwansaudnniaunin
psAUsENaUMMAAll uazAANARIALRABUTBINTIIATEluTRURTRNS

fegrsuiminandesiindeundnftomngminlulinsgimesdusznaumand faeiing
iafl léuA A1 DM CP EE Ash NDF ADF waz ADL %afldsnan-gegn Alade uaze SD fauandly
Table 2 \outsannduresinegwisunoanidu 2 nau ielfiduiegangu Calibration set uaz
ngu Validation set Inglddndrunsidendegrsuuuriugasiiegnaniad muuade fnuasiuns
Budunazdurusednefifesnisiiurie Fslduuuiurag 5 2 Taengu Calibration set gnunandangs
Tngld PCA 714 Mahalanobis distance Lilefndneesiifmeguennguoan nuittiadeyavesudazen
Tundu Calibration set AsaUARUATTaINGY Validation set Tagfaaeaiis 2 NFUINIINTTNYH
ya9A A TenlndiAssiu Wenedouienidiauaaiaadouresn s eiluiesu §UAng
(Standard error of laboratory; SEL) 483A1 DM CP EE Ash NDF ADF way ADL Tusud1iluandeuln
Aewuwiin wudn e SEL winfu0.34 0.30 0.18 0.20 0.65 0.48 waw 0.43 ARy eawifiuinen SEL &
e wansirmNAIALReuTeIN T EAlussU foRNsHAuAanLnAe U

Table 2 Statistical value of chemical composition in corn stalk samples.

Parameter Evaluation groups ~ Number of samples ~ Minimum ~ Maximum  Average +SD
DM, % Total sample 236 88.89 92.45 90.81 0.66
Calibration set 184 89.12 92.22 90.82 0.64

Validation set 35 89.84 91.82 90.83 0.64

CP, % Total sample 236 6.30 11.42 8.42 0.93
Calibration set 177 6.56 10.55 8.41 0.89

Validation set 35 7.13 10.47 8.53 0.89

EE, % Total sample 236 0.66 3.17 1.91 0.39
Calibration set 181 0.66 3.17 1.91 0.39

Validation set 36 0.70 2.65 1.82 0.38

Ash, % Total sample 236 3.33 6.65 4.74 0.52
Calibration set 186 3.33 5.96 4.73 0.51

Validation set 32 3.79 5.56 4.72 0.46

NDF, % Total sample 236 53.66 69.73 60.67 3.20
Calibration set 184 53.66 69.73 60.71 3.21

Validation set 34 54.60 68.60 60.08 3.08



ADF, % Total sample 236 23.90 47.29 34.74 4.04
Calibration set 182 25.42 43.97 34.76 3.92
Validation set 39 27.00 42.90 34.66 4.08
ADL, % Total sample 236 5.58 8.95 7.46 0.69
Calibration set 185 5.58 8.95 7.46 0.69
Validation set 28 6.46 8.59 7.41 0.59

N385 1eENNSTIBUNINTFIURATNITNIUERUAMNTTlAvRsENNSIIBUNINTEIY
nnstanagiivadnasulugaeniiuenandu 400-2,500 unlutuns laeldisn1sianuy
avviaunau (Reflectance) Wuin US19vesEUnATUlUYI 400-1099 UNTUILIATVRIUAALAIBENUANATY
(% P Y} [l A o A < v aa [} 1 v | a
fiu Iesandegnmhualnuienuaunasuddn1eiu dwalinisuszananauesel NH GH Aanwain
Jaladdnanasulugisg 400-1099 w1 lwlunTaeNNBUN1TAINEANNTT Feandeyaaiunasy
Turr9mue1IndY 1,100-2,500 ULULUAS V8508199t nans auilnnaundnidalidiinnsusuwss
(Figure 1A) anwuzaUnasuNladfin (Peak) N119uaziin15180UMVOIEUNATY TLARINANULANGT
Y9IUUINBUNIAIREN Suillawnnandndiuvedluiarddiu suunsseauvendeleviinsieg Navay
luduiiy Matnisusuudsteyaanasumemalianeadina1ans (Figure 1B wag 10) aunsadivan
ansnavesladudenaile launsly Derivative Noglusuves Derivative Gap Smoothing Second
smoothing &4 First derivative 98satUnnsuazgietnUymifaunasuiiAiuIuniinasng19A211e17
AAU (msﬁauﬁwaaamﬂm%’ummLLmLLﬂu Y) nansEnukuuAn (Multiplicative effect) Sufinainvuin
aummaqmammmmmaﬂu BUNIAYUIA AR T2 LﬂaaummﬂmimumwaaLLmaﬂﬂiumamﬂu
UE]EJﬂNLV]’]ﬂ‘U@Hﬂ’]ﬂ YUIALEN wﬂ,mmL@umaLfmliﬂ,umamﬂmvavwmmﬂm'maumva“wauﬂau
oon1 vilvignganduunnniy vais?l Second derivative vosaiUnasu agsiliiAnnisuenvesqaseni
= v [y [ . I o o Ad o I <@ 14
wieudeuiuay @3 Gap wag Smoothing azaigUTualUnasundanvuzilugeauvauiannszangli
a ‘g U 6
L8UTU (BYWUD, 2548)

(A) Original spectra (B) First derivative spectra




(C) Second derivative spectra

Figure 1 Spectrum of corn stalk at 1,100-2,500 nm.
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Table 3 Statistical analysis of Calibration set and Validation set for corn stalk.

Calibration set Validation set
Parameter Treatment
N R® SEC SECV N R? SEP  Bias RPD
DM, % MPLS None 2,441 184 061 040 0.42 35 0.84 0.26 -0.01 2.50

CP, % MPLS SNV-detrend 2,55,1 177 094 022 0.27 35 0.95 0.19 001 470
EE, % PLS None 2,55,1 181 092 0.11 0.12 36 0.94 0.09 -001 4.20
Ash, % PLS SNV-detrend 1,4,4,1 186 0.80 0.23 0.24 32 0.94 0.11 0.00 4.20
NDF, %  MPLS None 2,441 184 092 093 1.00 34 0.90 0.95 0.01 3.25
ADF, %  MPLS None 1,10,10,1 182 0.95 0.86 0.96 39 0.97 0.70  -0.03 5.80

ADL, % PLS SNV-detrend 1,441 185 0.50 0.48 0.56 28 0.81 025 002 236

nMsafnaunsigunnTsuiaiaaveudazsensdmivyiiuisesdusznounsadivesiudnilnn
wioutlnnoundn uandly Table 3 wuindin1gld MPLS 97u3u 4 578715 lawn DM CP NDF uag ADF waziinisly
PLS §12u 3 519M15 LHuA EE Ash wag ADL @3 Shenk and Westerhaus (1991) 5184791 MPLS Tvinalunissiaiun
fi1 SEP veavannsifisunasguriueliatulduinnd 18 Wesidus Wewisufuis MSR (Modified stepwise
regression) Taen137 MPLS adsaunslaiiiu Westerhaus (2014) ldthiauedn MPLS azasisaumsifeuanmsgu
fvungldusiugniaunisitaiislag PLS g PLS aglvinadfuanaduidanuuususuainesdusznoulunis
@¥19aun"3 (Calibration constituent) d2u MPLS agliinafiflodosnisfaunasiiuivesnnunususiundnues
annuoen Wieswiliaunasuiifitundununadnurfaruduiusgannglidaauiy

Fofinnsand R? vesaumsifisuansgiuusiazenis wuin dmeglugag 0.50-0.95 deaenndesiusu
404 Andrighetto et al. (2018) fia¥1saunisTunisyuedninadoundn wuind R? o461 DM CP EE Ash NDF
ADF waz ADL flfivinfu 0.93 0.82 0.77 0.80 0.93 0.92 wag 0.48 MuadyU nsiiA R vas DM dae1 e1aiinain
Prsfeyanvunaivaunisiidonau esandudnlnaniouilnfiuugilfinunsnsinde 12901y 85-90 Ju
Farn DM Tudhetuonalndifesiu dauen R? vee ADL wiedndufiae enaflawngainnsfimedia NIRS azl4ld
fua1susenaudun3eninuse -CH N-H -OH -SHuaz -C=0 vauzfidniiu #a Aromatic polymer 284
P -coumaryl alcohol waw Coniferyl alcohol Miieuseifugeusy Ether (C-0-C) way -C-C wenanianiudadu
fuanslulainsnaiindudniduasuszneuiduteou Tnslufivnsznanai anfluagduiu Pantosans feiusy Alkali-
labile #sWusy Labile fe Ester linkage (C-C-O wag O-C-0) (Jeffries, 1994) MsUSuUgIaNMsIieUNIATE LD IR
DM uaz ADL Tiinugniosusiuguiiutu ildlasnaifiudwiusesaiifense unqueshan-gagn daud SEC
SECV Wwa SEL weskdarsionsdailndlfesiu wazidemuasuauildldvesaunisvesusazsienis wuin fien R
ogluts 0.81-0.97 wazdlen Bias AuFewiniu 0 FedsusnirAniivihunedne NIRS liunnssanneassiiiasziisne
Al

Sofinnsanaalilfvesannisiieusmsgiuaindr RPD wudn aunsilogluszduseniden (Excellent)
awnsaldviungldfuynau (RPD > 4.1) fie aunsviiunean CP EE Ash uag ADF aunsfieglusediud (Good)
anansathluldviunglunumuauasianunm (RPD 3.0-3.4) fio aunnsviiunes NDF dauaunisiioglusssumneld
(Fair) annsarhluldviunelusmudaidon (RPD 2.5-2.9) fie aunisviunedn DM uazaunsiieglusziusi (Poon)
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daalviAdosuuansgiuresdmiaail (SD) i1 wagyinliien RPD dlusig Liesan RPD iludndausening SD
siorn SEP vasegdlunguiililumsnsasouanuuiudivesaunis fadu Ssmsimsainsdasdeyafiniralnenms
dugegsiiiinrumainvaesludueiguazggnia ieifisatiosnmuazarmusiugilunisiunesies vl
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Figure 2 Relationship between NIR predicted and actual values of chemical composition of corn stalk in

Validation set.

definnsannsmuansanuduiusseninmaieildanmsnsgimneimant W v) uazaiilsann
NSUIEMEANNISBUNINTEIU (WU X) YBIngu Validation set (Figure 2) wuin Yeyadiulugnszateetsou
Wunueasa (Target line) Juduiduiivsueniaiildanmsvineiiisuiuaaieildanmsiiesgiseismant
ity wandliiiiud aunadevanasguiiaiadiussansamanunsoldviunsesduszneuniaaiivessiu
Irlnansauinnoundinla

N15UTZEUANENINYDIAUNITBUNINGFIU ISO 12099:2017
aunSiguNInIEINNANaniiunsnINaeuANLltlnvedannis asgninunUssliuAnenmuesauns
WiBUNIATFILIBNINTEIY 1SO 12099:2017 (1SO, 2017) Fadunmsgrunldidunuimislunisuszandlasldinaiea
NIR TunsmuSunaesausznounaaiianie Tusiaegne lngazyinnsusziliuamiseaia Ao A1 Bias SEP waz Slope
Aakanaly Table 4 wudnesAUsznaumaAlivessutlnansauinnoundnynsiens da Bias Wesniten T,
= ! ! a = [ v o W aaa [y A O § s ! A
FauansirAruRanatnaslunsviueiiived Ay nisadanssiuanuenu 95 wWesiua (P>0.05) na1fe
ANINNTIATIEINLATILazAlaaInnsYIue LA 19y a1 SEP Youninuaavindual Tye nanfe AL
Hanatauiasgiulunisviunesiiisamenazeeusuld Laza1nn15n5I980UAT Slope NIBAIMINUAUNUSYIAI9IN
MMTAATIEIMNAATAUAINLAINNNTTIIUNY BaaglUAT tops FUNITATIVEDU Slope WU AN tops AATLDININAT t1as2)
1 a a 1 1 1 N v oo W aad LY A o § (3
na17fe Slope dATliunne19an 1 egelitdAynvadanszauaToiu 95iWosidus (P>0.05)
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Table 4 Statistics performance measurement of developed calibration equation for chemical
composition of corn stalk according to ISO 12099:2017.

Bias SEP Slope
Parameter Calculated Criterion Result Calculated Criterion Result Observed  Calculated Criterion Result
value (To) value (Tue) value (tops) value (toeavz)
DM, % -0.01 0.09 pass 0.26 0.49 pass -0.03 0.997 2.03 pass
CP, % -0.01 0.07 pass 0.19 0.27 pass -0.02 0.999 2.03 pass
EE, % -0.01 0.03 pass 0.09 0.13 pass -0.04 0.998 2.03 pass
Ash, % 0.00 0.04 pass 0.11 0.28 pass -0.05 0.998 2.04 pass
NDF, % 0.01 0.33 pass 0.95 1.14 pass -0.17 0.990 2.03 pass
ADF, % -0.03 0.23 pass 0.70 1.05 pass -0.17 0.995 2.02 pass
ADL, % -0.20 0.10 pass 0.25 0.60 pass -0.04 0.996 2.05 pass

Tb, The calculation of the bias confidence limits; SEP, standard error of prediction

Tue, The unexplained error confidence limits; tons, The observed t value; ta-o/2), The t value

gudalwanaurnudn
asdUszNaUNALAG wazAANARIALARBUYBIN TR TEluRsUfTRNNS
fegsiudninandoniinndnimuagninluinszsinosdusznauniaaiisneg muisuinsgn
#osU AN 1éuA A1 DM CP EE FAT Ash NDF ADF uay ADL @siiA1sinan-gsan Alade wazAn SD fauansly
Table 5 loutsaina¥uresiegaionunoanifu 2 ndu ielidusog19nqu Calibration set wagngy
Validation set Inglddndunsidendaognanuuiutisinegranuiiimuaie fuuasduvtaiudulagdiuiu
fegefifaansiiutas Felduuuiiutag 5 2 Tasngu Calibration set gniandangulagly PCA 714 Mahalanobis
distance fiednfoesfifiAnegusnnguean wuirtisdeyaueausiazalungu Calibration set AToUARNAIBINGY
Validation set Tnggfagnei 2 nauiinisnszanedvesrdinseiiflndidssiu Tnseninsesifiollda$reaunis
vhuneginseunquAiazivesilnandeuiinuin Tudisengmssai 85-90 Yu Sadutaisfiuuzinnunsns el
A1PNgn-geanvesAl CP NDF ADF uag ADL iU 8.36-10.28 53.78-57.86 31.45-34.08 uay 3.55-5.87 Wefldus
MINAIRU (Funniudiazauy, 2564) kazanAmnidagusrasiudlnanseuidnudnlunisegiudeyanmudinig
Tnwuzvosingauemnslauy (unnuduazane, 2563) Aseaulie A1 CP EE Ash NDF ADF wag ADL fidiade
(+SD) 11U 8.43(+1.87) 1.76(+0.68) 6.47(+1.90) 61.83(+8.60) 34.31(+6.81) wag 4.86(+2.89) LWasigus
AINAFU LﬁamaauLﬁamv’hmmﬂmmLﬂ?{auﬁuaqmﬁmwﬂuﬁaq@ﬁamﬁ (Standard error of laboratory;
SEL) w89/ DM CP EE Ash NDF ADF wag ADL lududilnanfeuilnnin wudn fdn SEL windu 0.33 0.22 0.21
0.19 0.59 0.48 WAy 0.29 MUEU F39zifiudndn SEL Sl s wansinA1ANAaInlAdDUYBIN1TIAT LY
veafiRnmstianueanaidoutios

Table 5 Statistical value of chemical composition in corn silage samples.

Parameter Evaluation groups Number of samples ~ Minimum ~ Maximum Average +SD

DM, % Total sample 276 87.73 91.65 90.15 0.74




CP, %

EE, %

Ash, %

NDF, 9%

ADF, %

ADL, %

Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set

Validation set

211
41
276
217
a4q
276
210
38
276
214
ar
276
214
a4
276
202
ar
276
208
42

88.32
88.41
5.67
5.67
6.55
0.81
1.23
1.52
3.20
3.20
3.43
39.09
41.08
42.80
2177
24.87
26.05
3.50
3.50
3.53

91.65
91.15
11.66
11.66
11.65
3.73
3.73
3.61
7.28
7.28
7.09
72.24
71.50
70.27
41.14
40.50
40.21
7.20
7.20
7.08

90.18
90.08
9.08
9.09
9.08
2.68
2.71
2.65
5.09
5.08
5.04
56.49
56.47
55.82
32.23
32.10
32.23
5.11
5.09
5.15

0.72
0.63
0.96
0.92
1.04
0.55
0.53
0.55
0.71
0.71
0.80
6.23
6.05
6.14
3.48
3.28
3.32
0.71
0.67
0.77
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nsasaunIsisunInsgIuwazn1sIuaauaultldvaaunsisuNInggIu
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n5USUWAS (Figure 3A) wud anvalzaUnesunladifinninaaziinisideuiivesaunasu Jsuuussdeyaaiunnsy

mewallan1epdlaeans (Figure 3B wag 3C) Iagld MPLS saudunislduazldld SNV way Detrend saudunaslal

First derivative 8¢ Second derivative ‘VlEJEJI‘L!i‘UGUEN Derivative Gap Smoothing Second smoothing 114

Eﬂll’]iﬂLLEJﬂ’ﬂGmLMﬁEJJJGZIE]UﬂUIUﬂLﬂﬂmilla’é]ﬂﬁ]’lﬂﬂu LLﬁuaﬂNﬁﬂ’i”VlUﬁ/mﬂMﬁLUﬂ(?]’iﬂJll“UU’]ﬂLWN‘UH@@@W%?QQ?WNS’]’J
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(A) Original spectra

(C) Second derivative spectra

Figure 3 Spectrum of corn silage at 1,100-2,500 nm.

Table 6 Statistical analysis of Calibration set and Validation set for corn silage.

(B) First derivative spectra

16

Calibration set

Validation set

Parameter Treatment

N R® SEC  SECV N R? SEP  Bias RPD

DM, %  MPLS  SNV-detrend 1,881 211 067 041 045 41 076 030 -001 206
CP,%  MPLS SNV-detrend 2,551 217 093 024 026 44 097 018 001 566
EE, % MPLS  SNV-detrend 25,51 210 094 013 0.14 38 092 015 000 362
Ash,%  MPLS  SNV-detrend 2841 214 093 019 0.24 47 094 020 -002  4.00
NDF,%  MPLS  SNV-detrend 24,4,1 214 098 082 099 446 098 088 009  7.00
ADF,%  MPLS  SNV-detrend 2551 202 096 066 0.72 47 098 044 003 751
ADL, %  MPLS None 2841 208 091 020 025 42 096 016 -001 495
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Figure 4 Relationship between NIR predicted and actual values of chemical composition of corn silage in

Validation set.

NI IMUERIAIUENTUS e MIN9A9397FNNTAAS e A Ta VAT (WNY Y) wazAIlaann
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AR wandliiiud aunisiisuninsgiunadeiivszdnsananuisaldviiueesrusznaunaaivesdutiing
woutlnngdnlel

N15UTEIUANENINYBITUNTTHBUNINTFIU ISO 12099:2017

aunsifisuinasgIuiiangaiiiunsmuasumniltlivesaunis azgnihuussiliudnennueannis
WiguannsguegImsgIu ISO 12099:2017 (1SO, 2017) Fadumasgruildidunumislunisuszendlagldivnaia
NIR TunsmuSunaesausznouniaaiianie Tusiegns Insaziinnsusziiuamiseda Ao A1 Bias SEP waz Slope
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MeanuRanarsedglun sy lifited fyniadafiseruanudesiu 95 Weddud (P>0.05) nd1afie A1an
nshaszimaaiinazadildainnisviuneldunnsiaiu S60 SEP Yesniiniewindual Ty na1ifie Araay
Aananunnsgnilunsvinesiieseiiazeensuld wagainnismsrnaeud Slope niomauduiusuosa1an
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Table 7 Statistics performance measurement of developed calibration equation for chemical

composition of corn silage according to ISO 12099:2017.

Bias SEP Slope
Parameter Calculated Criterion Result Calculated Criterion Result Observed Calculated Criterion  Result
value (To) value (Tue) value (tors)  value (toeayz)

DM, % -0.01 0.10 pass 0.30 0.49 pass -0.02 0.998 2.02 pass
CP, % -0.01 0.06 pass 0.18 0.29 pass -0.02 0.999 2.02 pass
EE, % 0.00 0.05 pass 0.15 0.16 pass -0.02 0.999 2.03 pass
Ash, % -0.02 0.06 pass 0.20 0.23 pass 0.01 1.000 2.01 pass
NDF, % -0.09 0.27 pass 0.88 0.99 pass -0.03 0.999 2.02 pass
ADF, % -0.03 0.13 pass 0.44 0.79 pass -0.01 1.000 2.01 pass
ADL, % -0.01 0.05 pass 0.16 0.24 pass -0.06 0.998 2.02 pass

Ty, The calculation of the bias confidence limits; SEP, standard error of prediction

Tue, The unexplained error confidence limits; tops, The observed t value; t(1-a/2), The t value

1% Y ¥ 1 s 1% v ¥ £
fut1lnandeutnnoundnuazdudnrlnaniaurnudn

WoaANazaIn wazausIaslunisidaunisfaruisaviuiglansdusilnanseuilnnauniniay

audilnandeuidnudn iesandudiegreifidrudszneunaaiinliunnaraduuinidn wazliluuuves

WUaANASUNAA187Y F9U192E10150UNAUNASUYRIAUT NN sURN NBUNI NkaL AUt I NANS Uil nrsinun

[ dl' ¥ o [ [ ' o YA o Y ! 2/ ) o !
ufuieassaunsdmiuiuieme NIRS vilvidduiuiiegdlunsadisaunisiiguninsgiuinuigen DM CP
EE Ash NDF Wag ADF 9113u 512 #3981 wag ADL 31171 503 f10819 IAFEA-g9dn A1Laie waza1 SD Aand
lu Table 8 Wowusansuvesdiegaisnuneonilu 2 ngu eldidudieg1angu Calibration set uazna

Validation set laglddndiunisiaandiog1auuutiugi9iieg 19nuiiivunne MruadLilasufulagInuIu
Mog19NABINITHINYI Felduuuliugig 5 2 Tnengu Calibration set avthsniangalaely PCA 71lY Mahalanobis
distance tiadnfpg1aNiiAuBNNENREN WUINTITBYATDILARzA1luNgY Calibration set ATOUARUAIYBINGHY

Validation set lngfaae1an3 2 Nguiin1snsea1eiiveAInsenilnaiAeeiu

Table 8 Statistical value of chemical composition in corn stalk and corn silage samples.

Parameter  Evaluation groups  Number of samples Minimum Maximum  Average +SD
DM, % Total sample 512 87.73 92.45 90.46 0.78
Calibration set 385 88.32 92.45 90.50 0.74



CP, %

EE, %

Ash, %

NDF, %

ADF, %

ADL, %

Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set
Validation set
Total sample
Calibration set

Validation set

80
512
390
86
512
390
83
512
391
82
512
388
90
512
385
82
503
387
93

88.86
5.67
6.30
6.56
0.66
0.70
0.72
3.20
3.20
3.33

39.09

42.86

46.91

21.77

24.68

24.87
3.50
3.50
3.53

92.16
11.66
11.66
11.65
3.73
3.73
3.72
7.28
7.23
7.09
72.24
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(A) Original spectra (B) Second derivative spectra

Figure 5 Spectrum of corn stalk and corn silage at 1,100-2,500 nm.

Table 9 Statistical analysis of Calibration set and Validation for corn stalk and corn silage.

Calibration set Validation set

Parameter Treatment
N R SEC SECV N R SEP  Bias RPD

DM, % MPLS ~ SNV-detrend  2,10,10,1 385 0.71 0.40 0.4 80 0.78 032 000 215
CP, % MPLS  SNV-detrend 2,8,4,1 390 091 030 0.33 8 095 023 0.01 4.38

EE, % MPLS  SNV-detrend 2,8,8,1 390 095 0.14 0.15 83 095 013 000 4.65

Ash, % PLS SNV-detrend 2,8,4,1 391 085 024 0.25 82 094 0.18 0.01 3.96
NDF, % PLS None 2,8,8,1 388 096 1.00 1.13 90 095 111 001 454
ADF, % PLS None 2,8,4,1 385 093 098 1.05 82 096 075 0.04 4.88

ADL, % MPLS  SNV-detrend 2,8,4,1 387 0.90 044 049 93 092 039 0.01 3.51

ilefiansandeyasin Table 9 wuin aumsifisvannsgiuvosusiazsiensian R oglutag 0.71-0.96
wazilomuasunuldlivesaunsvesusiazsienis wuin fidn R eglutiag 0.78-0.96 uay 0.92 uagildn Bias i
vidowiiiu 0 FstsusninAfvinesae NIRS liunnssaneiadsitinsevisneiimand Wefinnsanauildlsves
aun1591nA7 RPD Wuin aumsiieglusefugemdoy annsaldviuneldfunnnu (RPD > 4.1) fio aunsviunesn
CP EE NDF way ADF aunsiieglusziufnin annsalévinnelunsmuguaunimnszuiuau (RPD 3.5-4.0) fio
aun1sviiunedn Ash way ADL dauaunisiioglussdusin annsniluliviunglunudadenidedu (RPD 2.0-2.9)
Aa aun1svinungen DM

nnmsiteyavesnudlnanieuinieuninuasdudlnanseuilnuinusuiuaseaunisifiey
w5y muaeuaaldldvesaunisuarUszdiunsldonudae RPD wud e SEP Tuunasenisifiudy vaueiien
s lailgunnsnsanniiy dewavhlsian RPD anas faifu lunsthaunsifieuniasgdluldiu NIR spectrometer Lite
Ivihweauamistasugveswuilnanseauinneunsinvsesuilnanseuilnuin Iwiesiansuidenaunisiiey
wmsgIuilien R wag RPD Aifignainaunisiamzaiauazannissiy tnefuinlnendeuiindeuninansldannis
JieuwesgIuiaunean DM CP Ash uag ADF 9Inaunsifleusinsgiuamefianady duaunisiuneen EE NDF
way ADL masldaunisifisunmsgrudlsannnstihdeyadudninansesiindeuntnuazdudnlnansoui nnsfnun
safiu 1sndr RPD Wisdiuannii s fidudminandeuiinuiin asldauniaiisuannsgiuiues cp Ash
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Figure 6 Relationship between NIR predicted and actual values of chemical composition of corn stalk and

corn silage in Validation set.
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AN wandliiiudy aunisiisuansgiunasediussansnameanunsaldiuessdusznoumaeivesiudialng
wiounneuvdinuasautinansout nudinle

N15UTZEUANININYDIAUNTBUNINTFIU ISO 12099:2017

aumaisuinpsgIuiiangaiiiunsmuasuauldlivesannis asgnitndseliudneninvesaunis
WigusmsgIufe1nnsgIu IS0 12099:2017 (SO, 2017) Fuduunasgruiliidunuimdunisuszendlagldinaia
NIR Tunsmuiunuesausznauniaaiianie Tudieg1s lngazvinnisuseiliuameaia As A1 Bias SEP wag Slope
Aanansly Table 10 wudesAUsenaumsaiiveassutlnanSouiniouninuaziudlnanseutnudnyniienis
fiein Bias Ho8n31A1 Tp FauansinAauianainadslunisyiueldiveddy neadffseduanudeiu 95
Wodud (P>0.05) ndnfie Aainn1shinseimaniuazaiildannsinellduandnaiu S SEP desnivie
winuan Tue naafe AmnuRanaiaumsgiulunsviunediiemeiazsensuld uazannsniaaeud Slope
wiorAuduiusveAnInnTInszimaaiifuafildiannsvue Faegldan te. lun1snsvaeu Slope wudn
AN tops HANUOENINAT tiaz NATIAD Slope HArliuanangaIn 1 asmﬁﬁfaﬁwﬁ’zymaaﬁaﬁszﬁumwm%ﬁu 95
wWaesldua (P>0.05)

Table 10 Statistics performance measurement of developed calibration equation for chemical

composition of corn stalk and corn silage according to ISO 12099:2017.

Bias SEP Slope
Parameter  Calculated Criterion Result Calculated Criterion Result Observed Calculated Criterion Result
value (Tw) value (Tue) value (tos) value )
DM, % 0.00 0.07 pass 0.32 0.46 pass -0.05 0.997 1.99 pass
CP, % 0.01 0.05 pass 0.23 0.34 pass 0.01 1.000 1.99 pass
EE, % 0.00 0.03 pass 0.13 0.16 pass -0.03 0.999 1.99 pass
Ash, % 0.01 0.04 pass 0.18 0.28 pass -0.02 0.999 1.99 pass
NDF, % 0.01 0.23 pass 1.11 1.13 pass 0.00 1.000 1.99 pass
ADF, % 0.04 0.17 pass 0.75 1.12 pass 0.02 1.000 1.99 pass
ADL, % 0.01 0.08 pass 0.39 0.50 pass -0.01 1.000 1.99 pass

Tb, The calculation of the bias confidence limits; SEP, standard error of prediction

Tue, The unexplained error confidence limits; tons, The observed t value; ta-a/2), The t value
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