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Abstract

With the rapid development of biology and fermentation engineering, the biotechnological enzymes
which possessing high efficiency and specifically physiological function have become a research focus
of new feed additives, and the production and application of the biotechnological enzymes are growing
continuously. Due to the risk of biotechnological products, which always have been with a long
incubation period and the serious damage, how to ensure and improve the safety level of feed enzyme,
and how to scientifically utilize the super-advantage of feed enzymes in feed industry, has become a
serious problem. This paper had collected 134 spray drying phytase and 121 adsorption drying phytase
samples from the same manufacturers, the samples were scanned at the near infrared reflectance
spectroscopy (NIRS) region of 950-1650nm. With constructing phytase NIR fingerprint database, the
product authenticity discrimination model, the phytase enzyme activity and water quantitative
determination model, we exploited to introduce the NIR fingerprint database into the phytase quality and
safety management, and we found that it not only benefited the producers to improve the quality stability
and protect the product brands, but also helped managers to establish an efficient phytase traceability
system. Meanwhile, the paper also utilized high performance liquid chromatography, differential
scanning calorimetry, spray drying experiments, and constant temperature and humidity storage
experiments to investigate the composition and function characteristics of different phytase products, to
further explore the relationship between the near infrared spectral information and the key indicators of
quality. Specific results were as follows:

(1) We investigated and established the phytase product NIR fingerprint database which could clearly
distinguish the phytase products from different manufacturers, different form. The phytase product NIR
fingerprint database could provide scientific and rational methods for authenticity identification and
brand protection.

(2) With the Principal Component Analysis (PCA) to construct two-dimensional map, we extracted the
near-infrared diffuse reflectance spectra principal components from the phytase of different
manufacturers at the NIR range of 950-1650nm. The results showed that the different models, the
cumulative contribution rate which reflecting the sample information was over 90% from the first two
principal components. The same manufacturers, the same pattern of phytase products could gather into
one group; an established NIR qualitative model used to discriminate 15 unknown samples, the accuracy
rate was 100%, this showed that principal component analysis could be used to establish a qualitative
model for evaluating the authenticity of phytase products. With Mahalanobis distance and corresponding
threshold, it could also make further discrimination for their quality and stability.

(3) Multiplicative Scatter Correction (MSC) was chosen as scatter correction, and the first derivative and
smooth combination chosen as spectral pretreatment methods. In the optimal wave scope, using internal
cross-validation, based on Root Mean Square Error of Cross Validation (RMSECV), the optimal factor
was determined. The calibration models to predict the phytase activity and moisture content were

developed using Partial Least Squares (PLS-1) technique. The coefficient of determination in calibration
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(R?) of moisture, activity in phytase were all over 0.90, the Relative Standard Deviation (RSD) all less
than 10%, and the Relative Predictive Determination (RPD) all over 3; the R” of spray drying phytase
was 0.937, the RSD and RPD of spray drying phytase were 5.23% and 3.64 respectively; the R* of
adsorption drying phytase was 0.926, the RSD and RPD of adsorption drying phytase were 6.21% and
3.45 respectively. The results showed that NIRS analysis technique could be adopted to correctly
measure the activity in spray drying phytase and adsorption drying phytase.

(4) We also exploited to establish a NIR method for fast-tracking the quality changing of the spray
drying and storage process of phytase products.

Key word:  Phytase  NIR Spectroscopy  Fingerprinting Database  Quantitative Determination

Qualitative Discrimination
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Figure 1-1 Flow chart of the research
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E_E HEERESmFETR
2.1 tEEREEE B4R R FFIERT R
2.1.1 A

LR ™ it P 28 1 BB 20 PR Ll T A AR 6 7 i PR BRI 0 T A 22 42 7K1, TR il A
AR ORBET . A6 T 28 R R R I = i b 2 A A R R 3 o AN B F
H SDS-PAGE #l1 RP-HPLC HfF FUAN R R g ™= ity (1) 25 11 4 ko SDS-2R A AR I i 5t 12 P vk
(SDS-PAGE) Flm Rt A ity (HPLC) &1, W @L i b maln iR, &
1 TBURLLE 8- B A 5 PR 2608 5 Bk T-Atb s 1R i L A DA S 23 1 /NSRS R 22« el
T SDS (- hidkimReh) M E T, M2 IEEE R A R R Sod gy, FL e fer e
M AT R AT, e TR RS O R A e 225, Rk, SDS-
SR N IO M b s P K v 8 1 IS 2R 1 B T 1) 4 1, 1T 5 D SR T 1) P R 43
TEARTEIE, BIIXFh I vER sk T 8 o 1 5 /AN R 73 o SR v AR (il ik
(RP—HPLC) J2& 75— Mt P I 88 U5 B e R o B0 R A 11 T 1 1) A E AR e DX 3 ) [
SE AT AR PR BC A AR FLAE FH 3 BB A T 0 RN AT 20 s 1 — P 0. #2493 B3I
RP-HPLC 1T MR A A WU FIVE R s, A B K M A it (0 | E AR P e A A [l o
FAIIBCAA . 78 RP—HPLC 43 B AR &, [ @ AH AR 43 BRI AN K o 570 B 2 A 5 i
BRI SRS A (1) 2 R 1 75 X PR 8 o 2 11 JBTPE 43 B I PRI Mt 1y A o e It A A5k
Ve, bR RV R .

AFAE A SDS—PAGE 1 [ HL UM A e A0 AH (43 (RP-HPLC) K HER 73 Afr AN [F]
HEL PRI ™ ity (1) 20 53 K AN 4520 3 B 1 23 1 PR 20 AT, 0 AELIRR I ™ il B 11 AL 5 7 Bt D) R R
M2 IR, SR R IR BT S R T = AR A2k (3l AL By C) ()
WASTRE = & ORI R JE R AR R R ARV S (8T Sigma, #HEERIED .

2.1.2 SDS-PAGE /3 #T1EELES & LA AY

1. B

H= AN A P A (v AR R il 7 0 4% 1.0mlL, - LU AR PR B BRVEE Th0. 1, 23 SO B Sml )
BLLE T, ZE213MATREM I, JFT4CIeAE, &

2. SDS-ZR TR M B e st fsk Fi vk

ECAF) 6 S () R R T B v 0 AN = AR )26 = Al R S A R A, I N80uliY) 1 X SDS
BB, eI AT, LL5000r/min 0 Smin. _EREFTEFE A LL12000r /minLr5min, HL
10l EFEREATSDS—PAGE . 73 B IR 12.5%, IRAENCHE4.4%. 0 B K13em, G K
2.5em, WMRJERE N Imm. (EHM FEAT, SIRRAIER BRI T S lomB 45 11 fvk,
WA FRLIS~6h, HIKER, BT G O .

3. B
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4. BRI

K H Alpha Imager 2200%¢ 1 A% 5 G0t it )5 15 500 W7 1) B AT A8

5. &R50

FL K P A 300 (R D o F A HE R (1 5 MR I i 22 SDS—PAGES B T HLUF1H1 43
B CAnEI2-1017R ) o SIEBG 25 S5 W& W AN [R) A5 ™ AR b PR R TR Pl ™ ity L AT AN [R] 7 2 1 P
VK%, DYASRE R i A 1 LUK PR 3 A3 B AN IR G B s AN ) AR Al i) e s e
HH T F R R AT AT A W 2 e SRR = AR A R R i (1 A
B oy 1 R YIAEASKD Ao AT, MRIET 5 I AE R B R AL 1K) 51 5 A 65KD, R =AM EF= 4
WA FRIEAE RARIE, (AT R L2250 2250, MRRE Y TR a 20, X5iA
(I 50 45 R — 30, RIAS [ (R 355 77 B AR IR 4 A4 7 AR AN [R] 43— DR/ R R Rl 7 it o o —
T, AR by LI A 20 A 5] b R PR AR R g o B AL B A R 25 e, S
HVETF-CHEF= M (P RE BRI i 1) AR T AL, TR IR T AL BAR P Al [ A PR g
A AR TS R 2, RIS IR AR = Ak (W R R B 2L AL T 2 A7 W B 1K 2 501

KDa M 1 2 3 4

97
ssl-~-
: —
43 e— . —
31 .
20 e

Fo—

& 2-1 HEESEEFESH SDS-PAGE B (1: i, 2: F7f A, 3: 7B, 4: 7 O)

Figure 2-1 SDS-PAGE analysis of phytase samples (1: standard, 2: product A, 3: product B, 4: product C)

6. ig
WIFSE5HT 2 AN [Fi A P = 5 1] () SDS—P A GE P it 2 5 W 5, A [ 7 it A 4% 1R S 1)
ARG, ANIR] i PR A7 25501 23 RV L R B i 8 AN T o LI Ml it PN 2 1 2L
AR ELEE 7 i ) TR 2 47K DR DR 23 B KA AE AN 2 LR R M D RE B 11 AR PR 44
INTRRER A B, 30 S ISR AR R 0 2 Bl D, S EAEEY)
ol it 10 22 4 B R A 7 P PR TR 2R AR AR S 7 i EEREA T BDFT A 2 A PR AT
RO o 2, FETA PR IR 1K) 2 4 B b, A7 0 Bt A 0 R M 42 R PR Tl 7 it ) B

RS AL
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2.1.3 RIESIRERIESTEREEEBAHN

1. X3

Agilent1 100 R AH A 135 (2 )5 Agilent Chemstation T ¥k (32 [F ZHEARRHE A ] s
il #%: Agilent DAD; {43 kF: ZORBAX 300SB C18FF (4.6 X 150mm, FiJE¥5um); il
K254nm; SKQ-250BAYE AVEUEA. BRSOl BRI & (D36mm, #i
6 lH: 8000-15000). DF—C BUfE R fH U FEIKAX (AL ZRTTAXAS ), DF-1084 [ % ri kA (b
WARTTAES) D, MR (16cmX ©5.5mm) #5 T

2. 1

WZEIK CHril%); 4G (ACN, filal, Fisher AF); —H LR (TFA, 2#74l);
MR EEPRUE R (1 Sigma A F]); 2 Z - 8000 (PEGS8000, gl ik TH MRA R D;
WNIEENE (Acr, C. P, ImIREAL2:) T, SELS D F XML (Bis.,, %1 Fluka 2
Al, FEED; WHILL TG (TEMED, ARF],  FWardilsn) s =5 FIL L o
(Tris, Buffer grade, HfH4338); |+ hebmifg (SDS, C.P., Figpfb2=lH) D HoAhik
FIEE oy bl

3. HPLC W& A&

(D) A RFE R

BTN HPLC 2l BT, WH&— G XM HPLC B, A RedbaThh e
VEMEAHS; H& DAD (ARSI KRS, A BRR U BT AN RIS AN [ B e M 1)
PEIEREFE: HPLC XA L NI D ReiR 2 i i ARG, A REREAT BITE (¥ 20 AT b 4L

AR EH Agilent1100 = R0HAH L34 (S D;  Agilent Chemstation TAF% ([ %
HARFHL AT K% Agilent DAD. WK J572 0« 43 Gl R IR i VR x FE Sl v FH Ak
FLIEMSE U8 Jo e AFERILY, 58 HPLC Bl il e 240 LS, Ashatee, &
10ul, ¥ii% 1.0 ml/min, FE3E 40°C, 303% 70min (KA . 3R 56 5T AR 0Nk 43 B 46 a AR
Gpali, ZEUR/KEGE Al N A B4 0, A8 T S vE

(2) Ff A S s AH )1k ¢

TEHPLCy BT, 2RI H A6 28 (i A/l k. s, FEa R EE ik 21 0.1~
2mg/ml, FH TS CRAY . R SRE T WIS A 1% [ 0.05~0.5% = &
2 (TFA) —JKAE AN 85 ] . 6MERBRIIEL IR = 2t il AT B BCR I, Be S 2 B0m )
RV, AT 2 2 A 00H ROt S PESS O 5 o i TR By S 2%, R T6 B T B — A
BNARAME AR (953 9, 10 A HBR BE R M T AR BRI 1) 23 B 8OR, B BE DRI 2 S s Al b 5
PRRRECPR Bl L AN AR 1 R 30, e it ao i o 3 2 s ) W SR i B AR AL s, DAY B 1
R AR AR AEAN JAE HH P 2 53 3R A e AR 23 B 280 R AR it o PR J A A9 P A 8 JR P 0 AT B )
P LI B 1) 4 25 P AR A I PRI B 3 185 o R P e 0 0 26 1) 45 LA (0 p DA U AR 2R, 25
U, RGP A G R T AR BRI (8K 55, miGihe T BRA RIESE
SR IRR BE R A

(3) IR

AR RS SR R R AR TR AR bR fLAR. BEGANRRE. . HumdiR. @ik
FERCSE 38 9 PRl 45 T 2 2 . R KR SClkaRaE ", A % ] ZORBAX
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300SB-CI18 41 (4.6 X150mm, HFiJ¥ Sum) 15470k .

(4) Horill e K i %

WEFTH AT IR T Agilent DAD A6 I 25 FAT (10 Fr A7 A5 Ui A7 R A6 B R i, Tl Ot
PSRV E bR RS TR E BN N S SR E AT ol RSN i -3 S E £ G SR ol vl
B, BEATHIARIE ST . 254nm R A W HR SORIG iR B IRRLLE s it LATRAT]
TEHE 254nm kR TR Mty i S0 1 A U K

4. FrvERYEW A

B R IR AR AE T 10mg, B 25ml Kedrd, A Tml LR (FREL 34.02¢
K, 0.1g FIyE A T 1000ml R+, A 900ml K, H LR pH
A 5.50+0.01, JFAHZEMEAKEZAE] 1000ml, ZH FAEH 2 M HAARO, (EHEHFEas sk
PidE 30min, AR5 ZREMPRBGE RS 10ml. 3549, ZEEOHL_ELL 50000/min 250> 10min,
BRI

5. FEmil&

AR 56 BT T (1) = AN K R I A 7 A R 7S R R I 7 ot 23 7 B 9 %5 4 Phytase A,
Phytase B, Phytase C C(TlifE/= ).

(D FENTFRER: OBNTRIAE %, BIET R IRA MUY, JEEAME
B T4 A — S HAT AN A% . e AT B A AL e A T R S, R
WEBR 25, XK R I McPhie ™ B T R A, eI 50% LB AN, S
S 50%48E . 0.01mol/L BRFRZUNEI . 0.001mol/L EDTA K ILEs, e)a 280K
BUE 3 K, APRLFIENT A AR AR A C &K . @FENT IR S S5 FENT A I AT i by
8e—uii, VEVEEBE KA RSARAMIT, WA, WKEEFKE N, @i
NIASHIRI W, (AARREE, KA —FA AN, BRSSO, A
SN ENTISAE THEH 600mlZE B 17K KB K Beb A wE ) B $H- 4 b 1EAT 10 10 4
P, BN 24 /NET.

(2) k4. HiIENTEE AL IENFBESHIRREER: &) & 200ml Fettrh, HALE
PSR 240 F 28 2.1 8000 (PEG8000), LAA#B7E sz T4 huE, RITKEMEN 4T
A

(3) B FRAR: KL I e (R RRBGAT S N B0, B 12000/min 2520 10min,
ZERANEE AT, B EIEW LA

6. HPLCEEAM"™

[i] & #H: ZORBAX 300SB C18 [ AHAH (1541 (4.6 X 150mm, Sum); JisAH A: 0.1%TFA
[F7KEW, WA B: 0.09%TFA ] ACN %i; Ji: 1.0mU/min; ZEFES: 10pl; A%
: 254nm.

7. BEEEVEBLAAEINEAE

B P BRI 7 VR S ] DL 5 A5 40 B 1 3R e 77 X R RE D BRIEAT , B0 T i i)
AT

(1) AEERE 7 B AR R OB R IR S 1F: CLilsAT, WRBIARZLRE, Wik, WS (L
F2-1); 2EJEIVEESLAE LSRR SIAIIT IS (80~100%B), {H 1 kR LRI B K 48 96 (1) 66
FESER (4 5—>100%B);
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(2) PR R L Y [ A R A TIN5 25 B i B T A 4 SR O FH 1) 72 T 5
(3)  fur B U T 5 IS AT I RS, AT BB HEE ()5

(4) VAR B RMARLIERS T 30, ARt — P B 20 5

(5) PUALIEEG, oo 4 LS o3 2 FE A/ Baa A T IN 1)

% 2-1 [ABHPLCTT IR 37 BO#IHE & ™"

Table 2-1 The initial conditions of RP - HPLC
Sy B B
C8 H; C18; F9MRMEAEML;

FEIER) e o S ‘
FRATHEIE >50C, ®PFTERE 2 ARy R
FEG 1 15X0.46cm A, Sum 3k}
TG 1.0ml/min
— LFE—K ChPERER) BB G T RYEESD,
JIL
WRIEEREE, 7T H 60min P 5—100%B [1
s 35 8% 40°C
= <50n1; 50~100ug

8. &R

SCHERARAE IR A 10T 22 IR0 23 i — RO SO s BB ik, mBIAR S =K1
(=9, TFA) BHREY. SEH LS —7K =1 A i sh AR AN [R] L9V 4 45 5 BRIt B
FEh 2y B RO AN ERAL, 0k PR JE DRI 23 B AR i o A SCEE AN FIA R B ™ S LA S (%
0.09%TFA) —/K (% 0.1%TFA) ViahAH RS FELEM 7 B3R, RN = i A
F1 B ) RP-HPLC K& (& 2-2 i)

mAl Al ]

o 150
1600
800 4

1250

1000 4
400 4

7504

§00 4
200 4

2604

B 2-2 ¥ A, BRIESHAEGIESHE

Figure 2-2 RP - HPLC analysis of sample A and B
1P 2-2 TRPS PRI E (B%) A 5% ~95%HT, REAEIG = 5 v i) 3= 2 2 (1 Wy B i
HioK, (HSE 20-40min IX B ]G Jo R Ok B VRN ] PRIR 2 il e i 25 PFREA T AL (LR
2-2), 1321 2-3. MIE 2-3 ATLUE BB RE VRN 18], =AN2E A AR IR i i )
AL HRRENS A5 ST = BB E 05 B AT DT AR B R 11 P OR B I TR)— 330, O HLU S
PRI A it 14 O B I 1) — 2

14
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3 2-2 RP-HPLC L {L¥EE kB R

Table 2-2 Optimization gradient elution table of RP-HPLC

YEJBLI [H] (min) A%: (H.0+0.1%TFA) B%: (ACN+0.09%TFA)

0 100 0
21 79 21
23 61 39
30 58 42
31 54 46
45 45 55

o |
I DT O T T L W |

=

Figure 2-3 RP - HPLC analysis of phytase samples

9. Wig

FIFT RP-HPLC 1 LA SE Jsiss BT (19X 23S [vi it RUAT P If 7= 5 o 26 1 A BORe I, — i
FEL IR G P 2 TR AR W S 2 L, T L7 e 0 3 B AR R I £ 1 P Ve TR AT AE — 8 2
B, BT R R4 T2 R R R b B AL . T RP-HPLC X7
dity PR BRI 0 43 9 4 D A R P 1 R T 4D A AW e X3 [l 1] 5 A 2 T £ = AR T Ak A
HAEF, B KR KANEAT 43 B ) — i 7732, BATRIURNAE —Fh i SR IR 1) 731 1
KNG HRIET I3 A PR B A7 (0 W 22 5%, AR e T e BE AN IR) LA ], B SR T A [
TR A R A TR 2 (1 PR /K P FETARLBL, SR I S 7 2 () B AR L RIMELA T — 0 R &R

2.1.4 ING5

gty BRI LR, 7RI A AR BE VRIS AE T, I SORH S 80RAH i T LAY 2
AT R NG il (1) £ T AL, () ISl 5 5 R PR T A A At BEA T 0 LG 23T, R IAR [R] A= 7= A 1
R = 5 bl T AR 7= T2 RIS T 22 5, SRR ™= it P B R 1 3 AV AE ol
KA EZES, MHAS BREANE S EEAERNEES, $A WG H B OBl
() S A R B AR € B . ik SDS—PAGE 2 (A HLJK, 36iiF 7 RP—HPLC HJREG 45 R .

15
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2.2 HEERREE TR EFFIE R

2.2.1 #hA

TRPIE I T 3 R o R M A R L T S SRR T Wl ™ ity L AT A ) AR 1, TR il P A
U2 2 VP R R I s JOT ) FE S bR, 1510 AR e P52 g A il ™ i v 1R B 1 A AT A,
T A, T AMASIR) BERP AU R R g AR M BE AN [R] . AR LR 7 &5 TR 2,
{H & ZE R BT (Differential Scanning Calorimetry, DSC) /3 1] 45 H — &6 55 T At 75 vk
ARRE R B, AR FE P I DSCINE 5 3 [ R 45 M2t A e rviom o,
LA A A R AR R, 38 W] LA ST S0 B 1 o A A e Ik A - R R 3R o Tl AR A 20 7R
Yoy ¥ ISR s, al gAY R a5 MR . @ BRRE T, ANFESSHTAEY)
KO3 ok BIEMPERRAS, PP EPIRAS B R B 12840 v] A0 T A e & A2 4K,
WE s R ARG . RGNS REER KB, AMRE— KT RER AR 2%
fiik . T DSCH LA S5 B, P e iRt 7 —Frfie A s ) il etk . 1%
AL DSCMl E HARVERL R, RIEG S A A PRI S (s WiZsAl, WRENAD, Mt
FEHAE IR T 20 R T i AR e Rk

2.2.2 EFAMEMUS TEREBRISE E

1. s

ZERFIREHAL (DSC): DSC6200, H A Seiko Instruments 24w

IR MEREE—FEAI 2 AL104-1C R 415

2. DSC H¥im il & K4k

P UERRFR B IE 2 B R i e S BTN B & CUniE] 2-4 226D, JRCE I8 -
Leibr e R, AL IRE (& 2-4 478D

__—SUS Lid

_~QOuter Heat Sink Lid
(DSCE100 only)

_— Heat Sink Lid (Ag)
———-, — Heat Sink Reference @ @ Sﬂmple

-SUS Cover

—Insulating Cover
3 '3“.;"'._:':.‘_"‘-_—__'—-_ .__:._-___F::‘_,-' Front

2-4 DSC D #r#f K T L5 MRS

Figure 2-4 Structure anatomical drawings of DSC
FREL 5.0mg Ziq W55 TR M IR AL i T4a ek, Eae s . S80S 30min 5,
ZEZR AN 52 TR VR o FLR BEEREATRE i (K08 USRI L A€ = FE b IR BEE
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BFEFEMARR FEE R, SRR, SRYEE, SRR IR LA R AR
FE e AR AR B . iR E . TR (Ol 10C/min, BEMFES B 5T
/min)\ PREFISE] (Omin). HBFERAE (—fk 0.2sec).

3. Z# I (DSC)

I H A Seiko Instruments/A 7]DSC—6200 7 7= 741 4 5 470 BT ASOGT A B Il FAAR R ft
FARMERRIEAT T RAEIAT —MREA HEEE, 7EDSC—6200 UDSCIRIFT: i % HAT M
ANFE L, — AN TBRE it — B S H o A1 SR R P AN it i 2 T ) R R ZE A AR
ARAG A (Cp) M (T e, BAPEY: M+ 02— RKVr
TFRI SmgtHRRERFE L, B Eh, NEHRERSEE, DUSBahTaSsl, kP
1 hER AR SRS . B 10 C/min (AR AEER G 30 C LT 150
To LB B G E o . SRR R INE 2 K. RHECE 2 T F2)7 Pyris Software it sk
FFER A4 ERELGELEE (Onset Temperature, T,) WE{HRSE (Peak Temperature, T,))
1 8 (Conclusion Temperature, To) FHARVER (#2540 (Enthalpy of Transition, sH)
JITAT 1 S5 B S OIS T 3 9, RIS IAEAE D 45 R 5

4. HERMEHNIEERETI

KIET A A=A B A AV 25 TSR R M ™ i AR R AR UE S 1) DSC 42
ik 2-3 fioR:

% 2-3 A EEEREE ™ mAY DSC f £S5

Table 2-3 DSC curve parameters of different phytase samples

B T,(C) T,(C) T.(C) »H (mJ/mg)
B i 70 102 146 187.46
EL{LT] 65 108 162 216.37
LELC{TN 68 114 158 24521

AR PRI SRR R IR P I R AR DSC 23R IR i B AR P i 2 2 AR v AR,
HAGEEXSFR. W 2-5 il i, AR HIREE ) DSC ihek 25 LEERIAE, &
FIRAGE R R IS “BRAS” IR VG (LR P AN ARV N B8 AR I AN A o

0 50 100 150 200 250

-1000 r
-2000 r
-3000 r
-4000 r
-5000 r
-6000 r
-7000 -

DSC uw

Temperature C

2-5 T TIREEREE = & DSC Mk &

Figure 2-5 DSC curve of spray drying phytase samples
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h T ARAG 2 (¥ O TR R AR a5 TR PR UL, R T S0 43 P R 1) 25 TR A i
A o B 2-5 P oA R IR i A 1T R S AR A T R AR PRI R (AR AL T, R R I b A o
IR L 70°C, WREHR A 102°C, TMEss TR IR B AL & B R A FRIE LRI B R
WK 65T, 68 CHI108TC, 1147C, Mt LA R EEFRUE T ) DSC #hk, 5miZstJ
MR A NI B 1) DSC &2 IR 22 5, v LUREL, MRS B 75 114°C (HEMREE A 7F 108°C)
I — AN AR AR R AR A AR PRI O 102°C, IR S0 i Tl B R TR T
Han T AERRE g, NN S BRI R 2 T A [, AR 2-3 aTEUEIE,
TATEN A= AN LB FP AT AN, DA BRI it 1) AR P di P R e S A —FF o A
Bl 4 R RO R AR R AR R S 7E 100°C HHE A — I BIM A, AR A R I £ 1 A& i /N I 3
SR, AP S RS o DO YRR IR s G A i B S T) (1 7K B
ARG, BmASITIF. FTLL, 100°C T W AR B 120 o 128 1 00 e SR AS AR SR T sl Tf
PR B 205 il B DX IR /INR AR e T A2 vl 2 1 01 e — 25 28 Mg T 3 301

2.2.3 ING

ASCRH T Z7n A Ak (DSCO MR I e AR PERr VR, A b BT i i 2
Eﬁ%,%%ﬁ%ﬁﬁﬁE\ﬂ@ﬂ%ﬁzﬁﬁéﬁﬂ&%Tﬁ&%ﬁﬁiﬁﬁﬁoHNL
oL 5 MR M bR UE AL BEA TR LE AT, AN IR B P A AR R ™ it b A 2 Rt
SEJT I ZE S SRR R il P R A 1 R AR VR BT RIS A AR W R 22 570 3K
A I IR AEL R ™ it R AR 52 PR AR P A IROBLAAKS o DAL, R AR 2274
PR AAOL SR 1A L, BN IR M i X DA o 10 H. DSC 7345 35 SDS-PAGE HLK
RP-HPLC 73 &l RAFAE 80, AR =R 55 WA 5, AN 5 B I iy
FeaHT R ERIE T T E, A TZAAF e, i 3 BRI i 1) 8 A 418
AP . AERETERAAAEN B
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i

TR T 2L S0P T 1R T

F=E AR mITIIMENEEEREAL
3.1 ILTHMF1E S AN E R IR
3. 1.1 ILLT SNk oy AR B Al

NIRZSHT 4k 22 JE it U 2T A X A R o 1 P AR A (P DX B o IE A B AT T L 28 (1) AN [) 1)
YA ] W6 B R AN R R —FF, AN E ) SR 2461 X B A AN R R 204k
Jeit, NIRWGX EEESHEERW: C-H, N-H, O—HMZiI50 15 2 A5 AAX L 5L A 1)
i Rzh 5725 MRS IS MR, XA NIRE BT 62 JEmE ™, TR e dE A 41 AT ML
W — S T LI A, NIRBE X =5 [ 4544 5 A1 A A B T NIR AT 2 B (56l
T a7 R 2, NIRWEX g m SR &, b, —Boeiie i
WEESOT N PRI BE [T s 53 A0 R T A5 RN A SR 5 22 IR e s i, IX PRI AR J L L b —2
CEEESD HILM LA — N R oA, WO s L h SEAMR A 9 1R 2, v DLoF I
FER T, AR ARSI IE MR, NIRE OB LB T 0 # s (B N AR S it
SRV IR N FHAENTR 1] LA 537 I s 5 3 e (147 O R B 73 LA S 3L AR 2R B, Gy O ) % 8
REE S ORL K /N LB A AR R IR HL A L R ) 2k SRS A DA R

NIR AT (A BEREAl: DG SO PIRE, — Pl Bei SO, o —Fioig st prilsiim
B i G B G B ) AR T R U kb SR HOR ISR, e R S5 R il P AR ELAE
F B 5 ANSG SRS AT A P A0 . DR, NIR®BEAT FEARRE S B dr i, — %
K SR, G a1 S o PTRIE SR, a2 4 HRUT BAEDRE A7) 4 2 1 At G ) S 53¢
IS . Sk U 21 iy — e J2 S JORE A ST A BRI A b S I — S e lie, — 305 20 A
WA SRR B R BT 5 I B 2 BT R, SO SR IR DI 2 B e 1 i 1R e 1, o
ZHAE ARG B o TERES RS JE RIS OL N, HELAM ST, R s
ST AT AR 3 BERRE S O R SO AR “ Kubelka—Munk ", E
A, TEARFE il 08 SO G EAK «

A =-log (1+K/S-[(K/S)? - 2(K/S)]'?) (3-1)

Fer: A DR IEIARE i R385 RO

KA [ AARHE ol AR 2R A, 8 o T T A ot PO 6 S 8

S D[R it ISR R e ko T AR et (R B P CRIRE it PR R FEE 55D
AL SR AR VN, A S K/S WA TR kIS .

A =a+Db(K/S) (3-2)

MHUN RES FERELRE) REFARIN, WCRE K SRR A5 & & C BUELL,
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R

A=a+bxC (3-3)

W2, 18N REA SR S ECREME R R, HEVER, RAEEMIKE
BAG HUN RBSTRIFAARI, X RR A WAL 8 SO BRI L0 A1E S 6 74
H g OGS S8

NIR 73 M IHC A FE A NIR 70 At OB Rl 2R Ay, sk B R el
FIHE . et AR SENURE 55 7 i A A0 S SR B B — T TR A R
A R S A, IR AT OCHGZE LA EIEO . M EZ AR .
LA RE B AT I RE R L K 22 JUZR R Il VAR AR 22 S 2 MmUY /s —Sfefli ot
WL LLA GG € 5 7 TR (R PPAN 0 K [ U 7 R ] U1 28 ) S 22 A 6, [ AR 2R 00 A SR
(RIR G, R S i 5 AL RO A5 o T A S e 23 BT AR AR R 328 A8 [T Rk U R a8 A
I RE, Sweep 224, AR H (3% ARG B AR B 10 18 28 PEAGL I R 0 [ VA ) o 50 SRS K
BLAk T A . EZLAMEIE E BT N 2 URE R ik, S 2 Jug e R Ak
v L1V RPN oY Xl VS P IR o N S SN R s - e (D RN S IR AW B s
P23 N 2R b (R RS DU 3 7 e R VRN T I 2% [ i

3.1.2 IELISMRERRIUFITEF A

Wit B LR s A L vt A AT SN URR A 25 0 iR A2 I B 0l b S A R
B el A T R A W AR BA I ZLAM G0 o M b AT AR L, I 2r A
AR A TE LB K AR LA 51 :

3.1.2.1 XiEFEAE

FEM AT BN T LLAM G B, AN AT a8k S o 5 A 3 PR S A e S o I LB 75 TR A7 A B
R ER/INH S T 50 (1) 23 BT RO R A ST o TS AR 38 v 1 H B2 vl S B, AR =
HRE S BRI GG R A R AR B R o Ay ek A Y B A B RN G (), R
KA IE B 7120 AT PR BE, 38 w5 BT g N I 20 A G AR Tl e A P RORS
FH B TAL 732 3= 24 LR JLF:

(1) g abEE

W R EEA P& L (Moving Averages) i J7vk . WHALAE T HE ik
Savitsky—Golay -1 77 12:25"" . Savitsky—Golay V- 77722 H R FH 5532 125 [0 e 75 (-3
Tk, RHAZ WAL /D — L TG R EHE, K H Hamming % 8¢ Hanning % A1 12
FFH I R 3 11, AN S 3 e AR G, 1207 34 T B 308 1 ooy

(2) HAHRIE

FEIE LA G A, S0 S 1 B AAORLFE L i T S ER I AN [R], i R BUE ]
HREILZE e o IR 2 S A O LA A S8 PR PSS DI 2 s PR S R RN A MR SR A [ 1 5 S P o 9 B
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U 50 B i FH IR P Bh 7 4602 2 UL RS IE. (MSC) FIFRAEIEZS AR H (SNV). £ TCHU KL
T R R Y A 2 TR 0 2 S5 RO RS /NS [RLBITA 2RFR Ye SEE A 3 f— 1™
VB ITAT R it F AT AH 8] AR HOH R A I8 80 mT LU — AN BEAEDG 1S ClLH F P BB ok
T 53 E T 6 R BSOS S 20 i 1) S o ol 1 2578 it — ol O B il R
BB LE AN IS S (R 77, 2 i B R 42 AT AT e T 9 R A 2

(3) FLEALIE

FEERIE A R MR S TR, T R E TV N LUR LR O
H AWM AR (Constant Offset Elimination, COE), BIEIEPR [k B X tak HL BT 47 e 1
WERACH Y, HRIEBREEL TS . @B ZAHkI% (Straight Line Subtraction, SLS),
S TR R EE R R IETT ARk s B B T ARVEI S S, RJE G
R EIZE, IBBIREREZR H .

(4) oy

T 2T 73 B b — AR E A AR I 771 o 8 H IR IS 3k 52 i v I 2
A5 B, AT LA TR ™ o % TR I — B A iy . — B
Tl W] LA B G % h R Ze s, B ilesr nl LAY ol o SR e iRt o ARG o3 8 bR 22100
(RFELE IR RIS, GBSO S e 2 o RIL, AR T, T8 H AT - A P DA E 25 e

(5) NBAEH

NBEAEY (Wavelet Transform, WT) JEUT A8 tHILIE AW RATHE ™ N H I —Fs
R A ITVE T AR R IR 4 R R O SR R R E MR — BRI
AR PAE T o MR —HF A, RSB IR RN T O RE R A2 50 [l AR M 75 Bl S AT DR A P
T A BEAT LG 75 R, WO — AN BIE, XS o3 (A5 S AT EEAL, B ] R AL 7
[FIFE, A a] Lo s s@ PR AT HIBR . A R, INEURRIR “B M7, 54 n) 0 fi s
T IHAT I B . NIRRT, BRL 9B A 2 Ah, & m] H TR AR SR IO 1%
AGa

(6) IEATAE 550

IEAE & 1E (Orthogonal Signal Correction, OSC) & 1998 - Wold %54 Hi 1) —Ff
BB 3", FEITAEA R T AR% 2 RN o IR AR R IE A T3, R 2%
DG 5 FINE TG R By, ITTAS 3 “ i 16

3.1.2.2 KKIEE A%

FEILALAMGIE S TR ERR T R rh, R il Hn, VAR, Sebr b, 7
FESEIE DR, PSR FDEHHE BIRSS, SIS Rbr v S s Z AR . WETTIEN], i
IR KR, T DA B e ORI R

FESI], NATAEAE AR I AL 225 SR R 2 i X e X RTTVEIR A 2 PR, BARST
O SE TARE — SR B e SR IR SR AR SR AL 2 JR, ARMERA R 3 15 1R X
TRAUKIE R TR Z M55 . KL R B PR — RO ] S T B
W TR, KRB KIEHR N A S AR, Jl el — S8 27 okt £ B
Rt 4. BT BEIN T IR LUR R o, AR R TAR R AR, sl 2 TR e L, ol
SSRGS I B TR b o (H B VAR MER B NI 4R o BT RINEA T
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LW, —RREBBH, R, PIRES AR, 55—t R,
REFR BB M, HREIIR K IRREVE B LI Kk 2 a5 @ e /> 36 (PLS)
SR I (PCRDY AL T SF34 i 25 (RMSEP) A5 AL H br ek % 5 F 2 20
SV AL RRIU AR B U SRR B R k. R A R R TR IR
{53 (Genetic Algorithm, GA) FIZ55777% (Multiple Chain Method, MCM) 4,

b GA SRR AT .

3.1.2.3 EM5#

T PR 5 P 23 BT 2 A5 LRI St AR R i R G 25080 LBk e il LA IR — 2858
W LL IR i T U T 2D Gk e PR A o B T 20 A i s A e HAR BRI
g o 7 e, AR 2% 230 21 A1 P PR AR AL S LU, DRI 1 2 B — 2R B v SR LA =X
PO TTVETT AT se G, RSO 7 A R JUA

(D) AR EE

ARACLZR Bk A e |32 A FH RV AR AL 0 00 gk, e 3 o SR 2 0 PRSP 380138 5 R i i R
AEAEZ )RR A AR R . BER b, A A e AR R, WARLRECH 15 AH b TR R 2
RS (g, AHLRBUS R 1o AR R B AT FI o i it i, & S5 1% AN
DA SR AR AT K

(2) B Ek

I [ EE B L AT UG TS 228 04T, 1 RS B 0 A5 T B etts 1) P % A UK
AL AT Y 45 5L, 1T AR REZS Hh e ARl T s AR I Gt 5 ™ 0 1 B B vk
THRBEM, H2, SINvhHE D A R DG i o IE 0 5 T B 25 1 .

(3) TR HT 4G 5 IR 50

TG 3T (PCA) LRGSR MEREAT W4, 49 2065 I = o /3 0 Bdis . | e 2
YEJCIERE R F 3 o3 o0 g AT R AL B, T 25 6 16 32 O 49 2 B 5 S IR B, aX A
WERI T 1093 53 B B AEAS 25 R A5 R R £, TRD B Sn] LA FH -2 EG P 30 {68 1A o o 1 LT
Pt o TS o3 R ] DAY RO e AR FEAR AL, JERR T 05 B 00 Bl 15
SR IR R R R IGER B, ANRE R A 1S E 5 B, 11 HRE R 4e S it 85 [R5
AR A H , I AEEE G tH I Lk ) L

(4) SIMCA

SIMCA (Soft Independent Modeling of Class Analogy) 5 &3 T-2AR A ILfb [ (1) &S
IR U I o AL TR MO B[R] R AT MU AL, £ (R 25 )
W 8T AR IR A 25 SR AR A SR 1 (R XS, T AN [RISE IR A, )43 A0 7EAS [F]
(DRI, T8 I DAL 2 A 2 e R N R B v IR A SR A ST A . SR G i i, 0 0
P IIREAR, THEIL RS B I SIMCAFE 2, I AU e A 8 T — 2L a2, sllm) it
JE Tk, BTk

(5) NTApgm 4

N T pss (ANND HARMMAELEMG e )y, SR RANSE Bk R e

ZVE R RHAT AR IE M By i —"" o SAERAE I LT A e i o U 3 U AR A5 1 32 I

F

ol
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[ AR MR B -2 7 i 5 S BRGSO L AL B i T
3.1.2.4 EESM

TG AXCHS SR R AR (G B AN ELFE T Bl DIRE G R ZH ORI 25 4645 5L, 1T HE 45 T g
B, R ZE SR 2 M T P8 . AT 22 5 A RO I BRI S a5 o k2=t
HE VLRI B T O IR G T AL B, A3 B ) T e R S) s AR e BRI
SERUH R GG DS, 12 G T R PRLRE M S T A A ) 2 R S5 R R
M0 5 /) B P M A e 5, REAS e IR TV i, JFOREE T AR A E4rab itk o
(KA 22 vk o 2 e E E AR Rk EIRE (MLR) . R, Epes (Al
. gD I I FEIVER N TAREE 4% 75

JEGE BT T VE AR OAE T AL ARE AT AR E AT . RUBIIE 2T A e T
BUFAE MLR J73, DRSS RGO R IR 20, B A . i — i 4r
ANIETEA AT LAAE I 21 A 435 BER 261 5 , PCR 5 PLS J7¥AHE MLR 553845 5 12 IR
Mo HTACES AR N, DLA B AARFE SR 1 RS ANIAA), 2R A IE 5 1000 AR M R 154
L, IXIAUE N A2 (ANND, JREBCGERJH (LWR) H1 PCR 5 PLS ] X £ i
AENHSEARL R T AR SCEEERM T PLS, RO 2N 1% M .

fiidse /N — ik 2 K7 o A B e A g Aok, EEMA T2 NSRS 2 HAA RN
Gt K FR o A HEBE R BEHEAT 2 B0 oAt i R B MR b AT 2 23 20 AR5 F O
RO O3 R R S R AR A R R A T RN ik o AEEE AR, B ALA T SR
N (CLS) WPy S de /I — i (ILS) (R 443 RIS PR s 35 IRl 7
— e, B TERE: (RIUE T R — 8 S BOGIRAT M R A OC, A IO 4y ik
JE AR 7 B, AN & ] BRI 5 22 84k Je K 77 5% s U B D 45 L AR BT
SRR R, & T R AR AL W EE TR . 2 A5, SRSy, TEKEAE
AR, RO S ) U R PR S )

PCRGPLSEMBOCHAE T WM i€ F B H (Do B T BOH B, 204 7] 5t
FRE ) T RN (PCRAE T ZE /N, PLSIEALTE N ), @ PR, &) g as
BRI 7S o AR R 2 I A IS, B — AR SR 5 1) 32 o INNBRE A, (At
RFINGE ) TR, Rz, WREE NS HIIRIAE NG, BRI 32 5o A A2 DL A J e
R A 53 7= AR GRS AR Ak . H HITIE SR IR 72 PRES SV e — MCEX PRES S5/ ) 32 ik
IR R B AL R e THE AT

2

(1)PRESS = Zm:(Differj) (2) o = f, /min(PRESS ;) (3-4)

=1

3.1. 3 MR EMIR AR IR

UL LLA TR MRV R bR 4% A E bR g R & (RD) FIAC LLRRESY 7 %
(RMSECV) Zr BB LA e ), MRS 75 25 (RMSEP) PRAIBIIY I TIIIGE 11, LAJZ
CRATACHIIEPE R (1-VR) TR E R () AHAAREZE (RSD) S5HRFRIUEAT PRAE .
A RETR N
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(1) hiE RZHR

Z(Yi _3//\i)2
RP=(1--—)x100% (3-5)

n

Z(y| - ym)2

i=l

n: FEANELG

Fiz EIANFE SR AE

yie SMERISHE (FUED; yme FEARFLEI IS

RYZGE 100%2 /R TRINIR R B, AR =1 W HAAAE S SR A STk z 1
JIART BT A CEAERI T %), R E, Foniha s iz .

(2) A HIUEFRHEZ (RMSECV)

1 9 n
RMSECV =\/mz(yi -y (3-6)

Sie SRR I T 5
yir FMFERMPISHME R
(3) KEIEARUEZE (RMSEC) STiilbs#E% (RMSEP)

i N
RMSEC—\/n_R_lgwi—yi) (3-7)

R: PLS TN
9z SAANFE AL R TN 5
yi: FAMNFEMNSHEE (EAE);

RMSEP:\/%Zn:(yi % (3-8)

(4) FIXPrvEZ (RSD)

FIXT bR e 22 RSDY% 2 AL IEFRHEX (RMSEC) S5illAruE % (RMSEP) A% HFEA
KB Y me Ay mp P BT o e S BRASERYNT B2 43 1R S A TR A5

KAEAXTAREZ: RSD% = RMSEC/ypn. X 100%

TMA br#E2: RSD% = RMSEPly,, X 100%

3.1.4 FFRERFIA 540E

AT o ST TRV AR AR AN B K R EDR TSR AR A TR L FE R R AR A DL A
R ZE AN MR ZE 3 8 ITLLAMO TR R AR SRR S LA S, i HE
HO LAY, A RERE B G S EARRE R ZE AR, WIZAE fh 2 R b . — SR
At A AR SR R B G e, DL T DU R ) At SOFT A AR 2 1 1) —3K
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SEHRES S TR AR S B A, AR S SO AT B4 1, AR BTN T
AR HOE AR e SRR AL R R o AEAR ] 2 ey (19 (PCRO) B fhi e /) —3féik (PLS)
XL AN T S e G RIS AL I, 2 Hh LA PS8 T (L5 s AL TR) AR ARL O R BRI
It 00, FCE B DR E SRR bl P IRAT NG S HE 2 2 5B A, — o hoil
SR AL SR 0 3R A R AR T LA W PRI — A DR
RESR T A 5 A R IR R R A e A3 o 1L TR IR L R A
PURATAHE S22 R TR A, R S B A R S o ol i 2 A (WEZs
AR [ R ARG R AR R, R EERA R, EX T2 AR
STEOL,  — RARATR AR, R R 2 A S U T A ) D AT R

3.1.5 IELISM AR D IR AFIE

AHEFEI R AL LLAN a1 o i e B el 3-1 B :

v

FEAS (KRR

y kI
DUARAF: i

P
<

v
SURAW, i

! Vi souman s
Rl ok ) CAILES S JEPET

~

oL
!

SERRE /R

i N

HGIRIE S5 1588
FEA TIN5 bR

< AW SN0 Nz 2 AT LLAN TR AER L e 2% >
A S IR A
‘///// \\\‘ TMEERE
R PR i HEAT S BRI UL B 3 .
RIS FRAFRE . L R |

B 3-1 TSN TR AR IEE

Figure 3-1 Flow chart of the NIR analysis
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3.2 1ERREE Ml LI IME LS th Bl R
3.2.1 R B FE R H 2 R

TREUETE R RE S 7 K 3G K AR EMEREAR BB AN A A2 Al
AR ASFEI A R Bk S 3 E R AT SRR AL AT, “ANE” S FEhE ok
™ R A A R AN A R LK RE S R (R of = i ey A Akl ey 3 T2
HRRIZESE, KT, WRE S R AN R ) 22 57 o T Z0AME 2 — FiBURLi
Y p ik, ORI T T2 AN AURIIR A, T4 T LA IR
WAL BN . R EIL AR B2 AL AR A RRUE , JF AR S K AL B 4%
ge— BRI, WIATZLAMERE BAZ MR ROE K, it i, HELZL M N AT 1)
FOWAPERTAT A, R AR AR BB WL I 2L A G 1E sl T L0 e KA
MR ZE 5. DL, UTZEAME SR RSO R] HF dh bt SR B o Sl ST 20 MR GO
MIEEARE J: (D) WG ih 25 AR IFRAUERRAE N (2) RARARAE™ oG s A
AT R S I T SRS R, TS SRS I R R AT LU A, 4k sy, LM
G (3) BEAT ETEHEAAIVEAY, S AR “ IR IR ARG (4) X P dits
(Roah RHATRE:  (5) @ArIRar ik .

TREUEE s T iR AE Y “SEIH 7, — HEES, RS S AR RE S A IR SR AR,
A ZR R AT AT EEA SV M p RAERBL R LA R (1) Borxf . i
NS R R R AR SO ) R B, DRSS EE 1y B P R R Al A = ) 7 iV DA b
X, RSEZ AR “BRAESRSCEE 7 Q) REA L ATACRNE o 35 400 5ROk
PTIEIRIAEA AL FEAS R AN T 25 AF N 07 b, S ORPTEEFEAS REACRZ A P 15
s G)FEAELE Y, FEARRHOR, BEAEA SRR RS o, AR, 458 n] 5,
BT e TAREOR . FEARRDN, MY Az, ik, FEARZEEY.

3.2.2 LIOHARKIUE

ARAe i 20 P P RO AA S S U, S R T A P R AR PR 2 7 A P 7 i A DA X 1
Py iz i Bl OB AL BTl o JESE 3 A WS A A kA B AR A AN R R KI5 55 1
TR AT B TR AR R Bl i, SRR B A A2 A 134 DTS TR RTIR AR fh AT 121 NI
BT R RR AT i, SRR B B A2y Al 88 AN 55 T4 b R WG il AT 72 AW B i
MRBEFEA, PEREARACEZ M A, DIPTSR (R it AT T2 AR T

3.2.3 IRLTHMNE BT BRI E
Kl 3-2 AR 134 ANEEE TR R AL A I 208 SO IS K] . AR RR by it i
K (nm), PARFRN S AR LA G EA, BIA= - log (I/1p), Forf TMFEAS IR & 53

B, To AR SOt 2 . B 3-3 S A= A FIBAE 7= A\t 35 T A I A ot 1) JR 4R e
R SEOCE LR K . IR AN EEX 5L TS A SRR (C-H. O-H, N-H)
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PRI A B AT 20 DRI SR wl (AL 20Nl mT DA B d R A AL

0.27t0 0.0446
02360 0.0389
02060 00332
01740 00275
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w 01420 ’]2( 00213
%H 010 ,;H 0.0162
;:g 07 PS 00108
0,460 0.0048
0310 -0.000%
00180 -0.0085"
K 0.012
- 120 1is0 1250 = 115 1550 i Ll il s (= il e = (e
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132 A S TR ERRREI L SN R A E A — W SO
Figure 3-2 NIR original and first derivative spectra of spray drying phytase from manufacture A
0Bda Y
- 00406 1
< Il < 0L
®o i
pg 1] t‘g ox

E-1) '-.5\' '-'5( 120 130 1450 1550 1650

¥13-3 A. BIEE TIREBREFIF LT S H ik F

Figure 3-3 NIR spectra of spray drying phytase from manufacture A and B

3.2.4 REHAKBSIMK

AWFFUR I Grams32PLSHQA 2 S Fi A b ) e /N 3R [R5 (PLS) MIAZ TLEG IEVA
(Cross - validation) XA F= £ Vs 25 s R B A R e i G IS AT e (AR 3 o TR
A M JE 7% 254 (Concentration Residual). YGilé5% Z:{H (Spectral Residual)« Y& 1HEAL AT
(Sample Leverage) H1%:/E Kk Z:H (Student Residual), 15384k 55 5 5 {E A0 56 45 IR
DL 3-4, B 3-5 Fros (XA HR 4G B LABERA 775D o G SR 25 (BRI GG AL AL F4) B £ 23 31)
BONREASE R ZE 2 4%, WK T B, WA AP A GG 8 o IR ZEE A A
PRBR 22 [ BIAE 3 B AEASSE AR 2210 3 A%, A ROR T A, 0w Wiz R AL 2 A e

[67]

M 3-4 FFRATLLE Y, 11#, 4S#REASREIR 225 W DGR R 22 1R W, IXEEE 8 T4 i FE
A M0 36# FEAIIIREIRZZIEN, OGRS, J&T “I7 BmEREAR, NAREALE
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ol B 3-5 MR BT IR M S W (AR I 45 2R M 3-5 FRT LU Y, 11#, S8#AF
i )2 A AR A A 1 DT ALATEIE R, SO TR B, 10 4344 il IR 22 AR AR ZE (B3
MEHALAHE SR, MONAIER. B2, FHAEMTRIER, REG2ITHNLG%IE. e
TR A RPN S T AL LD AN R SRR P R RAT 132 4>, A AR AR T
17 i IR LA iR SO PR (AR A AT 118 A

0.00018 1 = 1
4 4 -
0.00015 4 -
Q
] " L]':\l 2 T @
0.00012 1 = 4 = . =
] :H.]H O i a3 e | .
- 3 g a ! i
0.00009 W o= = s 1 = E
1 . #H 2
0.00006 1 #ome Sy omd T 3 1
T = 3 m‘?éf"ﬁs " ) 1 ) 4
0.00003 L
1.2 0.6 0 0.6 12 0.1 0.2 0.5 0.8 1.1 14
WIZHRZE (F,C)) JCHHTATE (FiCy)
3-4 BEETIRERBRETRE Vs. HIBHRE 3-5 WRMi IR EBREBAIATE Vs. FHIRXE
Figure 3-4 Concentration residual vs. Spectral residual of Figure 3-5 Sample leverage vs. Student residual of
phytase samples phytase samples

3.2.5 IELISMFABHFIESS B RIIEEL

TEMTLLAM S & it /N —3Ri%: (PLS) gy, MRG0 R W PLS B BRI HT T-HLRE ),
A K S5 2 TR IE B I o BRI PLS I VA RN SRS ], 30 54 i 0 vk 07
ST 9 1K B K X )4 T A 1) L7 1 s B T R o e Kk T LA f AR, B )
(P2 BT A B AR AR R A R, o) AR 20T A8 o s RS A@ MR iR IEREAY o 4405556
Ji%, 7950~ 1650nmit il A 414 A A= 7 A M7 25 452 A N R R R Pl 43 2 TR £ 40 B
TR AN ) B AH O R B e R 5 CILIEI3-6RTE(3-7).

2 3
% B
-
950 1100 1250 1400 1550 1650 950 1100 1250 1400 1550 1650
HA (nm) A (nm)
E13-6 B TFRERRRKLRLRY EI3-7 M FARERR R KA RE R
Figure 3-6 The correlation coefficient at Figure 3-7 The coefficient of determination at
different wavelengths of spray drying phytase different wavelengths of adsorption drying phytase
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HEl, EZ2uRIEST, WRKEFTEFEAMCREE (Yo /505 72500
s B RIEE . AR ENES . MORREGE (Yo REGE) T 225 Wik ok REGE L
IEAR G B R (A AR AN PR X N PRI ' ) 8 X5 R R B A TR R N A 0 A P ) Y B AT A K
PEVEE, BEEK-ACRE (YeE RE0E) R (R B 0 RiAH 5 REGEOK K HAE
RNEZ, ik, nl4sE Camm 2 aiRlgs e —BE, EPHCR BN T ZBIEREKS S5
WAV o 7 2253 BT i i A IE S 1 MR AR S BN T 2 04T, 15 2K Atk 22
B, 0 AR HE O 25 RO A, HOGIER AR e 2% . 5 AH O RBEAHL, W2hE — B kL
PRI o BT Z2 0 Wik A W A AR I K, — A T e s A e,
EAZ T W T B T 0 P W o B K B o A [ 9 A0 0 AR SR F A o 2R Bk
WO, #E7 TNIRE RS ) i, 5k i, #4155 FIRMSEPZ 5l R % T .
EFRERRZ, HT SRR T MG @, T AEZe A O S IEAEAE A
SIATANII S ), 2TV B S R AT AR A T AR

T YRR AR B BB IORI A3 BT, 93 2 AR 7= A b A 2 T = il P I B 11 e AR 7K il U
VA e 3-1 5 %320

& 3-1 AERREEERIEIE)ARE

Table 3-1 Protein peaks attribution of phytase from manufacture A

FEAE K nm) T I )

910 C-H i &idesl,

975 O-H i 4i#kz)), ROH

1014 T C-HM YRR B+ = C-H %, CH;
1062 N-H§4i#<5}, RNH,

1092 2% C-H s+ 2% C-C izl
1147 C-H 445, CH,

1183 C-HIh#ifi<sl, CH;

1219 C-Hh4ifisl, CH,

1372 “C-HIf 4k s)+C-HIH A%, CH;
1401 T YC-HIGERE)+C-HIL R, CH,
1428 N-Hf#4ii#<5}), CONH,

1461 N-H{4i$%5), CONH,

1497 N-H 445, NH

1530 N-H{4i 43}, RNH,

1559 N-Hf#14i#<5}), CONH,

1584 O-H fiZi i z))

1616 C-HfP4i#k5), =CH,
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% 3-2 AEERERK S iEIE)AE

Table 3-2 Water peaks attribution of phytase from manufacture A

K4y GEK nm) T I

969 O-Hff 4z, H0

976 O-Hf 4zl H0

1005 O-HIh4i#5)), H,0

1033 O-H4i#kz)), H,0

1168 O-Hff 4zl H0

1204 O-HIM4i#k5), H,0

1239 O-Hi 4zl H0

1210 O-HIh4i#k5), H,0

1415 O-H4ikz)), H0

1454 O-Hh%i#z)', H,0

1490 O-H4iHksh (S THIMEHRD > H0
1529 O-Hi4iHksh (47 HIAHD 2 H0
1578 O-Hif%i#ies) (4rFlafas 3, H,0
1618 O-Hi 4zl H0

e Lo FRFESIEAR -0 S [ 2. FIRFEELTYEsRa-O0 Sk M; 3. AR & Bl -0 3£
Note: 1. Similarly containing -OH groups from starch; 2. Similarly containing -OH groups from cellulose; 3. Similarly

containing -OH groups from sugar.

3. 2.6 HEEREE - mIg S BIE ERYIELL

ML AT, o 2 S IR IR I it S SR I 25 (R s o REL PR M 1Y S - RLE BT X — 2
BORZEAT, AVNITLL A Az b 25 TR AT BTSRRI Ml it o 81y e L A0 P 1
X BT ARAT  BE ZE AT LU A, T IETEE 73 B it (Managespetra) ML A2 T2 22 FfF
(Grams32PLS+IQ) "IV IR FEA « JEEI 2l s YO AT AT (AN 22 A IR B ZE A A B FR S
WEE R T, SRR, B RS (sl 3-2 ). MK 32 WTLUE
XTI A R IR M TR, B DA AR AT IR AL, SRRt AT B B
WYL ARIE R FFIE0E . AP 3-3 W, ok At T T2 e s XA
[ T ) — 750 24 R PR I ™ it b P AR O W B ) 2 5, AE LR SURIAE bt 2 S e AN AT AL
Pho 161 3-8 A PR Ak 55 TR AR BRI R R I i (K L AMR SUEE 12, B 3-8(1)-
(3) M T TARKA RN Sh KL LLAMESUETE A B 3-8(2) (4) AW P TR KA TR I ™ i T3
LLAMRGUE TG
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3-8 A THEREBILLISME SUEIE

Figure 3-8 NIR fingerprinting database of phytase from manufacture A

BEXT A AR A RIS 55 T AR R BT R PR X — R 7, SRR R 2 i
IR SR REA ST, JEPE MSC MU IEACEE . — P SR i 4L A5 R e il P B 57k, 76
I EGE F A, SRR/ IR 7 (PLS—1) 454 1 PG 2 40 il A i 4 37
TR S AR ARG B o AR A R T, e — A B IR B A E B B, W
R ERE B R T BOE I BAE, WA NG, /D T30 I BB ] A S ks = i o AT
BOE G R R A E R LA B 3, S IGER S AE 2 MBIE ) 1, 14 1<M-Dist. <3 I,
oA e 4 POSSIBLE, IXS6HE bl it 75 0F— 20 (R0 S 50 E o P v IR 20 Pl e vy DAk
— RO LA it IR 5 P A IABE TR 5 P oA 568 S0 W 5 AL IR T AR IR oA A IR it L 1)
UFRRIED (B 5 50,

U FAE BRI iR SR S PR LU AR, FEACERE R AR U AR NE, I HAEMS S ] —
TN T E4AT FAS RGO St BIRFAEAR S, W] U — 20 T Sl VAR I i A 1) 7 St 20 BT A
A, T T AR Al i e i R TR R A (SR 4 5.

3.3 NS

L)z AR AT AR VR AR I AS , T2 BT 15 ST A5 R 15 1 I P ) P
WP SRHMEEA T R A I A B A W REAS G, B+ MSC MU IEAL B — B AR
G HOCETAE T %, AERVUKIBETE RN, KA i A 535 (PLS—1D
255 IR R IRE, ARSI B AT LB AT, R R i, PR L I 2
ITEREARAMPEGT, P BATRUEER) “3EPE” JFINLARAL s 57 T W2 TR AR B T i
PRI i KT R SR I
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FNE EREEEEESTRENELSMIL
4.1 KIHEL. NEEXEAE
4.1.1 LW
ARSI P TS R TR A IR A R B TR AT KR SR P R
4.1.2 BEMAERILE

L PR A 5 /K 20 (R0 2 92540 25 B v AT

T AN -

550A pHit, ZEEOrionA#]; GO1340C— 1844, & Lindberg/Blue/AF]; SS—Y A
BRI, LI BT s 90— 3MEIR XU iRk gs, g AE AR BR
H 3Z.CR22G I8 A R 2 0oL, RERHZHBRA A MpEH)—+CHF] 2 AL104-ICR Y HL T TR
-, Higts TU=1901 88840 ] Woar e e, b nt b id A A IR SR A ] .

4.1.3 IELTIM g A X

S AN R B BB 2 7 A PR IRDAT200 B4 LA AT A . YGRS AR A AR
‘B I Simplicity, #7AE E AR BT H #4443 Grams32PLS+IQ#k 4 (Thermo Galactic Corp.). X
WIAESE: PKIEH950-1650nm, KAF I FH2.0nm, R RE32K (LN EREE & 2,
PR L6em-1. BRI, BERRR2, WP GIEE T LA G5 40 A

4.1. 4 FiEabiE

WRE M AR IE SRR I 5, o TR IEFE a8, Nl f /> —Jfeik (43 PLS-1 A1
PLS-2). FEHWr ik (PCA). FERsr I (PCRY SF[HIET ., Ko il s 25 5
AL it RTIRE o R PR RIS 7K 0 PR B 20 AT AR I AR Y, i FH A8 HL 36 1) g Vo0 A 9 £ 1
ATHMIGAE . 5 BUAS [R) I 50 24 A 3 7 VL AR PRI 4G Ye vl 40 s, B b ifk IE SR s 5 i
(SNVT). Z JuHUR I IE (MSC)\ — - 540 — B 744 (First Derivative & Second Derivative)
2, ARG IE AR R s AR5, B ERRA IR e R (RD. A H AR %
(SECV) HHRIEBA Sz HME, HFHRIER". SECVHISEPHE R LB,

42 ER50H
4.2.1 BEFFEDER
NIR T HE A AL —Fh B3 AT AR, B o A (AR 7R ) 4 7 R SR A SIAE A ) o 1
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eI T ALIEAAY R AR AL AN AE DN 2 Bl e ot FL AR YRR bty (RO IEARAE D 2
i b 28 A S i 2 VRS S A S AT PR R v v s L R AG B S ST AR BT 7 (1
A o DRI, SRR AOHE R A R I 20 Ah i o b7 4 SR A v e B — AR R
FEIR B AL 22 B 5 AL A T e 5 R AR 410 ER4-10] AT H A e & I B
TE R, PRI I 37 AONTR S S b AR 2R 0 i 3 PR .4

R4 EREETHAOEBHUESTER

Table 4-1 Chemical analysis results of phytase compositions

P i Wy FEEE M BoME BORE HDIRAERR ZE (%)

g fig % (1U) 134 4869 4422 5964 0.105
AE IKG3 (%) 134 6.027 4476 8.386 0.059
Ill}% fi % (1U) 121 2581 1827 3168 0.130
g 7KG3 (%) 121 5457  3.796 6.861 0.118

PI 3% 100 5 S BB R KT RRL IR B A AS P4 27 Jl o A B LI 4-10 A 4-1 7]
DU H R b 58 25 TR ARMBL B AR PRl s A K 35 B AT IR IEZS 90 A, e A 3
ST BRI SE AR R A AR AT AR ™

4500 4600 4700 4800 4900 5000 5100 5200 ‘& 2100 2200 2300 2400 2500 2600 2700 2800 H.'&
W 25 T SRR g5 ) A P/ TU WL BT A5 A g S A1 P/ TU
35 .
30 —~
225 SEd
S 20 20
X 15
& 15 E
X 10 =10
5 5
0 0
4 4.5 5 55 6 6.5 7 H¥ 3.5 4 4.5 5 5.5 6 6.5 &
B TR MK 1 () U - K 9993 1

B 4-1 BIZE FIRFNRMFIRIERAEEEE . KO ENWE
Figure 4-1 Enzyme activity, moisture content distribution of spray drying and adsorption drying phytase

4.2.2 IRLIIMILERE

FIRGAA: SRR ECN32, iR 8em ', e iU 950-1650nm. AR SR = 1K
WEEIBCEY, 13 BIMIREERE I ZLADEIE L (U E3-10F175).

Bl4-2 Ca) hy AZEF7 Al A5 55 T 1R MR BT R R Ml ™ it S AR I 1. 1B14-2 () 2
Lo FEAAL TR — [ S EUEHS AL R R BT 2D/ Gl L, W EIRATAT DUE

33



H AR A2 e A2 18 S S DUTE RN 2 B ) AT A a3 S Ak

FHIRBREL 2L AN T AE L SNVT AL BT — fr SR s , AMEEF R ER TS, e
N AU SR T AN R R 2 T8 A S 22 57

< 0 &840
::\;( 03700 ”& Mj»:i:/kﬁng

K (nm) FEK (hm)
4-2 TR AN M IR B RS ERIL LT S0 e i &
Figure 4-2 NIR spectra of spray drying and adsorption drying phytase

4.2.3 BHEOEAGFEHHAE

AKIFFTI T EE H )2 AR 58 IR A TE A AR BE 7 VR (R A, 25 A AN R[] )= 53
M 792 (PLS—1, PLS—2, PCA F1 PCR) Xf NIRS SRR AISEM, LAKEREe It i 1e] 3 43 #7 )y
P A ERAEAY . R REALE TR (Grams32PLSHIQD,  fE e LI AEF Py,
R DY AN [ 1 [0 Y9 775325 53 9] S S5 B~ AP o s A 2 il ™ ot B R K 2 1) 5 03
B, RIEFEEALIIBIE T, EAREE R 4-2.
% 4-2 FRIEVASN 5 A EARAER GiHE

Table 4-2 Calibration mode statistics results from different regression analysis methods

TERRE 4
Pl mor FURORE o biles ACH VR BB T ARIER USSP
R’ RMSEC 1-VR RMSECV r’ RMSEP
PLS-1 0.935 286.4 0.936 267.8 0.941 284.7
iy PLS-2 0.928 325.7 0.919 352.7 0.926 307.6
i PCA 0.914 402.2 0.917 398.3 0.905 337.5
gg PCR 0.907 428.4 0.889 355.0 0.894 390.6
E% PLS-1 0.942 0.71 0.934 0.68 0.944 0.67
& PLS-2 0.931 0.76 0.927 0.70 0.927 0.71
oy PCA 0.899 0.68 0.911 0.74 0.914 0.76
PCR 0.917 0.75 0.925 0.66 0.901 0.73
PLS-1 0.926 256.3 0.935 283.3 0.933 237.6
iy PLS-2 0.899 309.5 0.901 335.8 0.929 277.8
i PCA 0.910 364.8 0.878 414.3 0.895 331.7
E% PCR 0.915 378.9 0.923 385.1 0.924 386.3
ig PLS-1 0.936 0.59 0.928 0.63 0.948 0.62
X PLS-2 0.931 0.61 0.916 0.59 0.926 0.61
2 PCA 0.911 0.77 0.904 0.68 0.915 0.74
PCR 0.923 0.76 0.915 0.72 0.920 0.71
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M 4-2 T UL, SRR T 773, B Sr (Rvss 2 TR B G R I 11 52
R e 250 (RY 1-VRAIY) FikruEZ (RMSEC, RMSECVAHIRMSEP) H— &2 5%,
UL SEREBEATAS R B [P U T v o BT AR B, AR BRI G 7K 2 INIRS E AR A — 2 1

M o

LCELDU R [R50 T 7V e b s AL, RTAEBRIBEAE A TP E . 7K 73 EATNIRS & & 43 47,
BRANBIAL BRI A, 150 7 5 iR PLS—1 AbBEE, S =R iE 77 (PLS—2, PCAR!
PCR) LbAE, Moy R (R, 1-VRAI Ik, bafksr#T1i% 2% (RMSEC, RMSECVAIRMSEP)
B3/ o BT AR B U 23 B 7 VR PLS— 1, A1 A 5 2545 AR S~ 1R g 18 7 7K 23 7% S FRINIRS
E AT HT IR AL BE TV

4.2.4 RIEMAIEFIERRE

B A FCIE SIS IE (MSC, SNV F1 Normalize) *f NIRS EARFCREII N, £
IEAEA b, BE— PR ANFDGISR A A B GRS S FRA S XEba RO,
DLIE B ARG PR BE 7V, Al e A AR

1. BB JT I R I+

HMAE R E B HT AT (Grams32PLSHIQ), {EmALHIMEGER P, wEHeihim ) 3
W (PLS-1) RRNASHr 7k, X O6HE 73 mlEAT I InEC AL E (MSC) . R fEFriEll (SNV)
FH—4k (Normalize) FHALEE, SKEFHACKIBESRIETT %, iR W& 4-3.

& 4-3 TR REERERSEIHE

Table 4-3 Calibration mode statistics results from different scatter correction methods

SEbREE o6 4%

i ORI yupRae b AHYGERM RTREE  YOERM bRE2

R’ RMSEC 1-VR RMSECV r RMSEP

MSC 0.912 235.6 0.936 246.3 0.940 286.5

B %‘g SNV 0.895 336.2 0.914 382.5 0.917 315.7
% Normalize ~ 0.856 412.7 0.897 402.1 0.886 299.4
?5. MSC 0.916 0.68 0.921 0.71 0.935 0.65
Zg SNV 0.925 0.73 0.917 0.76 0.928 0.84
Normalize ~ 0.899 0.82 0.904 0.79 0.934 0.88

MSC 0.923 278.3 0.955 282.6 0.923 236.7

u %‘g SNV 0.806 334.5 0.886 336.7 0.914 377.2
@ Normalize ~ 0.921 425.7 0.937 367.9 0.916 3433
E MSC 0.940 0.74 0.977 0.62 0.958 0.71
%E SNV 0.931 0.81 0.941 0.76 0.935 0.82
Normalize ~ 0.833 0.86 0.906 0.84 0.924 0.80

M 4-3 T LUE Y, AR SO RS IEACRE T3, it ST 10 5 25T R0 B T A
PRI ) 5 FRAL T i v 2% (R%, 1-VRAIY) MAsEZ (RMSEC, RMSECVAIRMSEP) A —
SEMIZESE, PRI AT AN R R B R IE AL P, A R T RS . 7K A INIRSSE bR i
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— 58 IR o

PO =R O R I TV I e hn g AL, RTAE BRI A TP S . 7K 70 EATNIRS & & 4347,
BRI EGI AN, A HUHAS IE R FIMSCAR B, S5 e AR IE 777 (SNV, Normalize) L
B, Hyue /5 (R, 1-VRAID) K, iRz (RMSEC, RMSECVRIRMSEP) I/,
Pt AR AL IE R TR AMSC, AR ERRIG RIS 7K 2 7 & INIRS & & 73 BT (1 AL B 5 7%

2. B AR ER TR R

AR BE A, P 3k (PLS—1) /B IR Mr 7 ids, I JCHU
FEIE (MSC) A Ky il B A IE AR B i, WG 43 A HEA TP . S50 (— B S 50R —
B SO RSP A, DR O R b B85, 8 B A AT B el R g
ARG . KO B R I PR AL GE RV WK 440 R 4-4 WTLLE I, ko BT —
S8 —r RBERCFEA S, S I RERPERA S 4 PR RECE A, SR
HAN RN E bl AL

% 4-4 FEEFAEH R T ARG E

Table 4-4 Calibration mode statistics results from different mathematical treatment methods

JEFREE It S
i por BRIEINE e M bR TP R A AR BOEREL b
R RMSEC 1-VR  RMSECV ¢ RMSEP
It 0.924 3247 0.932 296.3 0.931 307.8
i 1st&5-SG 0,950 2114 0.949 231.6 0.942 2147
il 2nd 0.883 413.5 0.932 420.5 0.904 308.2
”;;E d & 5-SG  0.922 365.1 0.924 356.8 0.936 266.6
E% It 0.916 0.87 0.925 0.78 0.933 0.80
K Ist&s-SG 0931 0.85 0.934 0.82 0.950 0.75
2) 2nd 0.924 0.82 0.929 0.76 0.941 0.74
md & 5-SG  0.947 0.71 0.967 0.66 0.951 0.59
It 0.896 3423 0.878 3206 0.922 286.3
Ist&5-SG 0935 246.4 0.942 254.7 0.961 201.7
i 2nd 0.875 296.9 0.901 312.0 0.914 298.2
%} d & 5-SG  0.894 273.6 0.923 260.9 0.947 236.9
L It 0.917 0.86 0.918 0.79 0.920 0.83
K Ist&S-SG 0925 0.75 0.931 0.72 0.937 0.69
o 2nd 0.913 0.82 0.924 0.85 0.929 0.77
d & 5-SG  0.952 0.64 0.968 0.58 0.953 0.62

G Ist A—Br- FHUE#E, 2nd S B SHUEH, 5-SG b 5 RUTIALELD

(Note: 1st for first derivative, 2nd for second derivative, 5-SG for 5 point segment smooth treatment)

PR 4 BIAS TR A BT IR e b R, 3R R 5 (R, 1-VRAI) fk, Arifksy
HrikZ (RMSEC, RMSECVHIRMSEP) f/NBUEAL BT %, ARSI . 7KIr 5 7
SEMARE L IR B B 2 AL BTV o FHAR P B vT LUE 4B O T I A S A
BF IRV, AR BN AR . DRI, ARTIF T A g S 2 R TR A R I i 1)
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SE MR AL R A BTk BRI A B TV e — I SR S R AN PR T
4.2.5 EFEEINZEST S5EE

O Z e P e (i ) el

KN EAS B8 3EVE (Internal Cross—Validation) Xof BT & 7 R E SRS T BEA TR 36, AR 4R
TRIEE 22375 1 (PRESS) AZ HL G UFARHEZ (RMSECV) #E47H]B, PRESS. RMSECV i
AN U I AR [ S0 f6 g B o 3 I 0 AN [ 1) R 7, LAdse /M) PRESS - RMSECV
T N R RO B R T8, 1 4-3, 1 4-4 O A AP s 25T A b PR I ™ it T A
BEGE R, AT B AL TAL B, <2 H Y UE PRESS « RMSECV {H 5 K411
KARIMZKHE,

v2 35000 | 290 -
%] >
2 Q
> %
g
¥ E 260 -
= =
:];fH 2000 | %-’?1
g L,D;( 230 .|
= K
= :
+
5000 T T T T T T T T T T T T 200 ) i i : i i ) i i i
6 12 18 21 6 12 18 24
FE 74 (factor) FER T4 (factor)
4-3 RETIRERIENZET A 4-4 IFETIREREE B IEARIE E
Figure 4-3 Prediction Residual Error Sum of Squares from Figure 4-4 Root Mean Square Error of Cross Validation
spray drying phytase from adsorption drying phytase

AWFFTH PR ) PRESS. RMSECV W25 G 56 VA 72 AR BEEAE ot BTG« /K 20 R e
A = DR B RS N T IR 445

2. EFMERLI AT

FRIE LA L4307, e MSC MUSUR R IEALEE . — B SHON H AP AH4L 4 (1st & 5-SG)
OGS SRAL BT %, TEm AL EE A, SR WA B UEVERG R, AR 8 bR A FLIE
brvfEZ (RMSECV). TRIWEL 2V 7 FIE (PRESS), #fise T et LN 140, KM M/ 3k
VERNA R 7k (PLS—1) AT #7755 25 6 R B~ R AP TR Il A A Th S o 7K 40 25 I
NIRS JEFRER (WK 4-5).

I FH AF 6 B it 2 RSDAAH XS 43 M 1% 22 RPDIX AN Ge tE S5, VPN T 27 IR A TR A 27 B
I35 EENIRSE AL I TRIRS FEE R AT 58tk e R 4-5 WL, W55 M5 1 ity R IR B+
AR Sl I BERG « 7Kg RERERAE 0.90 LA I, BERAL~4 0 BT (E S5 NIRS T E 2.
(] HAT IR 2R DG, AIRTARUEZERSDIY /N T 10%, AHXS 73 #T iR ZZRPD KT 3, HUfH T
R IR EAR R, AT DU T SERR I

& 4-5 EHREBEES MEMRESRITHE
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Table 4-5 Calibration mode statistics results of phytase samples

TR FEAREL  SEul CPE AL Ty R WKW ERTFH
HA
(No.) Range Mean Pretreatment (nm) Factor
W R 81 4422—5964 4869  MSC & 1st & 5—SG  1050—1650 7
%
&
B Ky 81 4776—8.386  6.027 2nd & 5-SG 1050—1650 5
';% it i 80 18273168 2581  MSC & 1st& 5-SG 10501650 5
il 8
L K 80 3.796—6.861  5.457 2nd & 5—SG 1050—1650 4
® 45 HEREEE ST ERERSITHE (8
N PoE R Frift 2 THBFRE  AHIUERR  MARELE X
HA
R’ RMSEC ZH1-VR RMSECV ~ RSD (%)  i%Z RPD
W W 0.937 253.5 0.942 262.4 5.23 3.64
?r?
f K5y 0.964 0.634 0.959 0.549 3.87 4.06
E% [il5$6A 0.926 178.9 0.934 169.5 6.21 3.45
:f:
p KAy 0.951 0.554 0.962 0.479 422 4.93

(E: 1st A—Br AL, 2nd b =P SEAEH, 5-SG 4 5 mTHH AR D
(Note: 1st for first derivative, 2nd for second derivative, 5-SG for 5 point segment smooth treatment)
3. EAIYIR IR
HMITEESLI) NIRS SEARIAY, X UELE 40 M55 T AR R A 36 W B T A A 1 Ml A
A By AT TN, 2558 1 DT i A IR i A~ R 7075 8 NIRS S AR AL 1 F) PR 2 A0 ] SE 4,
o VE 45 R 4-6.
3 4-6 HEEREBHALF NS S8 NIRS EFRREL RIS
Table 4-6 NIRS validation mode statistics results of phytase samples

PN FEm L TEEE CPRME eERE WEE XERMEZE AN

HE - N
(No.) Range Mean r RMSEP RSD (%) i#% RPD

WS 40 4356-5843 4816 0.924 230.7 5.38 3.56
%
q: AN
A ) 40 4.653-8.421  6.027 0.954 0.676 4.05 4.48
E% EaRA 36 1769-3247 2623 0.916 163.5 5.67 4.12
:F N
pr KA 36 3.654-7.278  5.568 0.958 0.499 4.45 437

M 4-6 FATLLE I, BEE K120 I SNIRS T 2 1] (v s R4, ik 3]
0.91 B b, AHXIFRAEZERSDII/N T 10%, AHXS 73 H1iRZERPDIEIK T 3 (W&l 4-5 o), Tt
SO R, BT AL NIR S 8 A A5 78 o] T T A PR g P B . K& e, HEAAE
LFI TR BE o DRIG, BT L ARS8 AR ] T A A BRI VS . K7 o

B EbRdE
AT

FXT 43 HTi% % RPD
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B 4-5 EFREFINIESERRERTE AR 2 4TIRZE RPD

Figure 4-5 Relative predictive determination of calibration and validation sets
RO LRI 5, A BB UE S P BRI i 23 5 B AL 2% 43 BT S NIRS
SERS R TIAEL 2 [ AR OCIC 2R, WIE] 4-6 P ARl ELOUHA Y, W9 25 TG AR Y1
AR IR Y 115 1) P 2 20 BT FELATINTIR S T AP 2 1) AT AR B (RO AR S o 3K 100 P IR P il 5 AT 7K
7 [FINTR S SE b A5 R HAT B RO RRUE PEATTIUIRG 5

_ 3300 T
6200 (a) y = 0.956x +267.96 (b) y=0.947x + 185.34
= = 3000 |
2_
@ 5700 @ | rr=0916
= | = 2700
= 50 = 0 |
95} wn
& 4700 e L
= = 2100
4200 ‘ ‘ : ‘ 1800 : :
4200 4700 5200 5700 6200 1800 2100 2400 2700 3000 3300
fl s /10 WA/ TU
r 9
= 0] (9y=0981x+0.567 S [ @y=1.023x+0235
< 9 ~
m g m 7|
= 71 = 6
]ﬁﬁ 6 [ FEQ 5 [
w2 L wnn =
% 5 & 4
=} | =i L
Z 4 Z 3 ’
3 2
3 4 5 8 9 10 2 3 4 8 9

) (LR )
[ 4-6 HEBRESRIERBEAFNERE Vs FnE
(a: WIZE TN, b: WM TERMGES, o WIZTHRIKIY, do MK
Figure 4-6 Actual Vs. predicted value of phytase calibration model
(a: Activity of spray drying phytase, b: Activity of adsorption drying phytase, c: Moisture content of spray drying phytase,

d: Moisture content of adsorption drying phytase)
4.2.6 TERVEMZPIMNEEIMERER

T JSE SR L A0 23 5 R s R AR U5 T — 7 T F GRS A 5 5 R Y, 4T
AN I3RS 2 e R BB e 53— D TR IR AR S AN B T il P 1) 22 5 X A 4L A
il 25 RAT EARI RN, IX T 2 MRS i B2 TR AR B X B DA o it Rl E X I £ 80 73
A 485 R RS AT DA LA Inidk : O 1V ST BRI BE AU AR AR B mi sk LAY
i R E S TR, SRR RS il P PO AR T s R AF ot T 4 22 By S A I A it L B A
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S PR T EALINK; ORE Rl FE A AEAN R (IR R BEAT 3, MRy € I o S IR
AMEREIE; @FEENLE RO MIARMIN, e df AEAN R R R F R SO, A
VU LB Y O PR e ] TR AR D i SRR DA 31—, IR (AR R gl AT
TN A BB IEDIRE .

H1TDA72004% 4% H 5 A R UF IR P AR ST, IR 22 32 2R Al LS DS K A,
i BRI T IR AR BRIX RIS, B RS A B AR A R (R 45 A 2 . BRI RE i
e OIEFERE b FERD R AZATARYE, X33 RGN (1 5 B AR b BERAT— S BB L 20 A
(A AR A, BRI AR, — SO0 5N Zidy . @FER AL A1 P pEihdy
WA S IR AL 2 A I, XU i 22 220 it 42 T B Ay [ DL o A Al 45 R K 2
AR AT LA TR AN o QSR FE SR I 44 A P UK AR AORIEIR BE I 5T o REFE
NS T —40C, SFMEFREAL, WA —E o, (AT Z RN T . KK
HORE i B R B, AR I R EERGE, DARI AR M UK o R 2R ABAR BUKAR
HIRCER AN, DA S TR B I T 5 DR AL . @REAN AR S E A R T 1A 2 %
EEARIRI Y, CREIXLERE dh 58 AR AR B e b, JF e S AR R B

4.3 ING

AR ILBEE T 134 WSS TN 121 AN PET-SR A BB AE A, AR Rl BTG 7K 53
TrEHT TR AN (NIRS) 43#T. SKRAJEIEAL AT (Sample Leverage) FlZE7E[K
5% 7% (Student Residual) “5Ab 221t w22 BB T W FEAR, TERILIGER EuF A,
F 8T ANRIRIERE (PLS-1, PLS-2, PCA, PCR), A[FJGiEESE IE (MSC, SNV Fl
Normalize) FIEC AL G SEILSPIFAE) X NIRS @R 8UR MR . kBt
(01T FAL B 7 ¥ LS B A P9, &4 PLS—1, BT T 5 55 T R B T4 e 1 il - i
W KSR NIRS & B A

1. SERREEAGE S BT S NTRS S b A AL 0 A5 2 1) (¥ 0 5 B 250R At 22 RMSEC /) il
He W 0.964 A1 0.634 (7K43), 0.937 F1253.5 (HEi); WeBtT45 0.951 F10.554 (K
45D, 0.926 M1 178.9 (Jgi%), o TarBgiG . Ko e bt i g RECEAE 0.90 LLE,
FEXBRUEZERSDI /N T 10%, EFRFCR RITS

2. FEEST (R IR I 527 17 NIR S 58 b A 2R 0] 30 SE B AE AR GEA T S0, Fotu £ 5 442
ST T8 e R B FIRRE ZERMSEP AR 5k - WEZ5 T8 0.954 F1 0.676 (K43, 0.924
F1230.7 (BERG); WLPH-T45 0.958 F1 0.499 (JK43), 0.916 Fil 163.5 (%), HHh i v
W KA TRINAR TS (1) P REGERAE 0.90 AL, AHXFRifE ZERSDI/NT 10%, HUAS EEAR T
TUKS FE o

3. JHUELL AN S50 3 M 7 v RE S S AE R R T R R I PP B . KOS . i Pl
LLAN BT A — bR T8 A AN 23 B ik, T I o) A R WA AS EAT NIRS &
YT, EESLERMAY, W] LIS B e A R R . K SR H B
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FLE EERErmEESTRENEISMIL

77 b il BRI GRS 1 S8 A I T SRR P AR A b S B B B A R AR
S SH BN i TR AR TR, MG B A BHRAR 2, WERANRERT LRI
it i AN A AL, GBS K 2 ™ S ], B 28 B TR AR et (K A 55— Dot
H BT BRI i AR 22 (AR, — S8R R 1R TG SR (B3, 3 AR 0T dh
BRGRZS, WERANREA RO H™ dh R A EVE, K™ B A . B2, Bt
LR RER (R M it R R AT T 0 R RO AR IR I i R A BN N AE R,
MR TIT 7 REL TR T 7 it it ALV LRI BRI DA 25 7 i P B S 45 M

IELLAMCIEBARREME DT — KR, AR [RIZRFE R AEAS B BATARIR 161,
B2 e M rid, AR FRE L RENEIEAT IR UM, G50 JoE B RE M L S 7%
SE RS HU W o SR B R B U8 2 A ik Rk O AR G, B A
7R M4l & 5 REE L. SIMCATL. DML (EEED e MLgikss. fEil
ZLAN T 3 v AN R A 3 P A TR B 7 2R iy | TR — 27 AN TR R = A F) % iy M ) —
A FEREIE I, S & R P S, PrglilE, [FR2, Pl
HMETEREA T, RIS B B AR AR A AL WL IR AT, TGidont BN Jl 3 3EA T 45 4
IR e X RUBIELLANEE T BRI 55 RUEL RN e L3 Bt A7 I AN )7 il BN
TN LA Sy, AR A AL S AN TR S R U0 R R S 2 AN 2 1, X, SR E D
TR BEATRG A0 (¥ 544 2 JC B i g il 7L, i R A 04N 5 v B S VA Sl A A T e
I, RTEs MAERR S 5o RIE, MR M R LA o M iR b AR I A Y

SETE TR SCBUAT LU LR E S 2D 3R

(NS URAR) S |71 DA P[RS

FEILLLAMETE BT b, MR AR R b T 5 A 52 i IR AN A, 5 28U P S 5 i 2l
PRI, SR BRI AT | VA R SRR MR, ey Z2 K, 3 AR A A
SR 7 S (3 W 07 565 79 P o0 I it b EA T 385 I AE R AT LA G 0 A7 T AR S0 I, Oy RAIE ) Fofe
CHE IR RV, R 2 AANIE SRR b AL S RN AT 5 5%, 3EIR L
BOGE MR ARG B SEOCIE & . ARAERK T, Rl 0 B AEAN R BT fig
ARUNZESE, B B SO N ML 8 M ANRE AR i T35 A5 o (A
(RIS e P T e 58 A AN TR o UV 251 5 L IR P AR B S~ AR AR IR i 1) D6 00 P 3, BRI
LR 25 A7 8T 20 AT ey, (EANTRI A 0 22 S . 1 AT EME, T I X1 HEAT AL 22,
LA S AT 48 31 2 TR PR RS P TR IR (520770 o SR VA 55317
FER WA P ARG (AN b IR E B (R, AR AL B R i 2 T gk
TSN Z B RE . DAL BRI dh Z AR U BAR 2, RIEBGE R i S5
JeE I AT g (AR, DR B A BaCUUERADN, I L0 AR 5k
H#GEC—H. N-H. O—H, iXLUREDI o ISR A AR, & S EUEAI 1A L, HAZ L
MR EEAN K PR W (S MU 53 (R B ot P AN TR 2L 93, T X S84 A R Bl il b A A, dn
2NN EE == 7N

2. BRI
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FESEBR A, 28 3 2 5 B HRITE AT Sh A B S5, IF AT ZERBERE A o
FRIZH 73 505 LA B AL, T ot 2 ] B K DU, QUi 3 B e i e P oy
BT o ILLLA 3T HA IR E A5 0 B 3 AT AN [ 2 AR AR5 8 73 A 20000 5 VI B X AT I B it 4
i, KEEEHUR T2 D5 G IORERE s € PR it 1 B i A S, R 63 Seiw T
NI SN RS AN = S T S U (PN SR Sl = T 7S Ut By 7 R i BU M IVARE g -
TG VLRC T VEBEAT S MR BT R B URE AR ZE AT & PR 20 #r b i AR
BITBATIRZ , WIS o 73T &l 5 1 IR B e b 28 k4%

(D) Rk

REDHTR R B BEAT BRAEALPE, Kol Ha i OG- 7 i 21 32 1k
TP BATHIBEAAG I HIBE, SR JE A P FEAER I 5 e o I AR . (A5 A 1 o — e =A> ey
Xk I AT 3 A Pl A 8 10 = 2 T A ) PO R IXAE TS A U Y+ 0 3 ik
ZLANCIE IR ERERAEAMG T 2RI s, T 3R AE ™ S KR A0 S5 A T F AN R4
AMCTERFIE A (2205, A A T 2 Dy AT 0 S LU I ik — D BRI AT
ZLAN TG BEAT T A ) SR VI ZREERE R G A € 32 I8 12 RV SR FIRE S 635 10
W7 439y, JFAEZ dis 1) A€ FLIT IR A0S0, B3 0 it (R S0k vl Lo 2 oo i, thm] LA
se i due /N —Tfeik o

@) Ty irai & B R EA

H A e i VB R B, oW AR h 4y R Gevh 4 R, SERridt
KR I7 00 S B S AR 45 5 QB B9, PR B mT LU AS 1E B i ) A AR A R
LR, SRR AR 7 R 45 R A o HARREST Hh ORAIE ISR 25 RAOL 5 I Ze vt 4 28 . H AT ER2R )
s IR B A5 ) VAL LA E PR T 5 i B 2 A o ASCRI LR 7 il -4
BRI, 6 ORI M it AT A0, 4 RO DU A s, PERERRUE

D

AR

5.1
5.1.1 LU EFFHETR

AL AT LL NGB (it i Perten A W) Do BAFRCE : FS BRI SRR &5, 29mm
PARRE AR o AN SI2I0 HH 338 T 601165 25 TR AR IR AT 60 R I TS R RR AR AS , e rb o g
(K145 FEARL R B 7 S AR AR v (RS, R 6 B (AR AR 23 35 AT 1O SR s o7
JE BT R IR e 53 ARSA D37l (B85 TR g AR T #1415 0 b A
AV PRIV 25T R A IR 1 it s W TR AGL G S v FRO# 1 1—#13 0 3 b AN A Al R W B 1
LRI fh s TU#14—#15 0 S350 DA b K 2 TR R M ™ ), ILARS-1.

& 5-1 EREBEMFIREERE

Table 5-1 Sample collection sets for phytase discrimination model

FF b AR R S 2L TEAEREM L RIRAERE A
5 55 T 60 45 15
R BT 60 45 15
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5.1.2 RIERE

A FRRECN32, SR 8em |, G I 950-1650nm. REASFE SR =K
IR, A3 B IR BT AL 2L AN B 5-1 07 e fh AR fhCol ) XA
S 25 T AR AR B AL IR I i, 7 W BAT ™ DA | S BRI BT R M RS REL PR il i o

WG A

Product A ——
Product B e—
1 Product C —

| ProductD =—

WK (nm)
5-1 MFEERES = MmAY RIS 1L E

Figure 5-1 Original spectra of four phytase products

Bl 5-1 24 60 A2 TR MR B TR MR M A i (KL 2L AM e i 1 . BUARANF) K
SRR BRMEAE AL 27 1 7 L W] BE S AFAE R 2200, ARE AT SR A 20 A6+ 70 A Bl 3X
s AT LAY B 5" B PG R SR I 206 AR 4k 4 2 e

R ILIELX 73

P I LD AT R 2 1T E B th TRE i RORL S AN RIS, — et

RURE R AN TR, WROBE B e AN — K, AT P BRI B MRS o Dl MRS BORE ST
Py PERFL AN KRN, 5 R 2 JCRUN AR IE SR IR AR 2L AT A B . Sieil 3t
2R TS K] — B S B i I LU B o

Product A
Product B
Product C
Product D

WGRE A

K (nm)
5-2 MFhiEEREE = @A — M SEULILE

Figure 5-2 The first derivative spectra of four phytase products

K 5-2 Je e R IR S AR IR ML 2L A G5 18], AN ERATAT LU Y, AR B 2151
JeIEAEZE SNVT ABAI By SRR ARG, AMEBUF LR THALEAS, i HLSE 4 40 801
W T AN R b 2 B A 2257
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52 ER59th
5.2.1 TSR

TR Bt b B Rk s e, DIFEBR AR 2 A0 5 B A P B RS E R, &
B AR AT i 4, DB LSRR BN JR AR R e G o RN, X SRR B ST R
2 M A )5 B B A R e T A 2R AE E WAH FEr ArfE e, A8 950-1650nm i
FEl AR EOR B TANE] ) 28 ANFTE AT RRIE ™ i (38 S S I 206l (0 sy, I Res1
MERIP20E e o, SRR, (EARET,  F AN T O B R TR
HILEI9% LA by AHIA)S 5K AH R T AR IO AR R Wl ™ i BT RE AL (R SR — 2K e i — i 3 A ik
Je IR PR B I 2 A% AT R 200, JF AEE — T peor Xl 58 R A Y RIEIA,
BNl NV AFIANEB) PRI A A R ™ i (5 55 TSR I B ) 145
B CnEs-3f1R, B FProduct A, FlProduct C43 e AL =AM A R MSE Z5 AT B
HIMRN, Product B, FlProduct D73l A& AF 7= AV B R it 25 AT B A PR I D o

HE5-4 FRATRTLAE Y, 5550 W 55 TR he IR b T~ 30 H IR R E L 2 A E
o= S SR A ARR RS T, IRBRBT LA b, RIS AR 2t 3 o AR 4 S # s BIPC LA
PC2 4 1a) b s, SRARAE G EIRR UL B YO TR N o i O i AR I (AN [F]— 2 ARl )
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Figure 5-3 NIR spectra score plot of phytase Figure 5-4 Principal component analysis results of NIR spectra
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Tcen =T-T ( )
M — TCGFITCGFI
m-—1
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D =[(t, ~T)eM" o(t, ~T)]> (5-2)

HRH s TR IF SOVF IR 22 F0 N KD, 158 BB 5D

@) HARFFEARTD IS Ay, AR EEAE SR AT, DG 0t It MRE 2
3 5k, WA KB DL, W ERD.<Dy, B RAFE S S AR 2, R
D.>Dy,  JUIE B A EIRE i B TR K

2. G AL ik A

e AN A 79 (PCA. PCR. Discriminate) X & FRBLR R 5EM, HIR L0
UL IE (MSC, SNV il Normalize) %f NIRS SEFRSURIIEM, (EHbEEnt b, #—P#
WARFEDEIERCEE AR CPiE . SRS T4 SHeheR g, DUERE IR
LI T, DA e by, 45 20 B 75 RO Al BT vE WA 5-2.

% 5-2 HERRIEEMY ARIEREFITHE

Figure 5-2 Calibration statistical results of phytase qualitative discrimination model

FF i EIVERES TRALFHE 7 72:
L PCA ZIUHINKIE & —M S8 &5 AT
. BT PCR PRMEIESAH & —HSH & 5 5T

3. HERLTI &5

MRIEHTIT M 4550, B uEUHSIE (MSC) MU IEAREE . —F SHf 5 44
P LA NI TAR By, B I R Y, SR A LA AR VA G, ARYE e bR AR
T HIUEMbRHEZE RMSECV 18, #i T A E PG R E 50456 5 RIE 2k
T JE N7 T 8 25 R R PR RE R A AR 1) NIR'S 5 MR IR o AR 43 A7 45 R L2 5-3 R 3K 5-4.

TR oA A A T IR A B R DY B (Limit Test) K™ il (1 U &
oo X PYIRFRFR S5 0 FE K 1545> (Score), ik % (Resid.), HKEEE (M Dist.) 1
WERRZE (Cone.)o HINE R T P=PASS /R IFEbRIE IS Y, F=FAIL £ IR R
KRAGMIE KIS, 2= POSSIBLE FRIRANReffiE IR brod 5t o e B PG B ) FH 44 1)
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B A 3, 1 PR B E F32 I BECA 1, 3262 1 <M-Dist. <3 I, st 2 #4105 ) POSSIBLE.
M 2-11 ATELE Y, Actual FRZSIKIEFER I SEER T DL, Actual #2911 YES RasiZAT il
B, Actual £ NO 71 bl AP . Match F23875 (12 & 1 A5 (1 40 3l 45 2L
Kr A 15 AMFEA D, |/ 10 A EG CRE A Bk, J5 5 AR5 CRE T 5340
—A AL . TR ZE ST DA HABR 7 #0 8 #4404 POSSIBLE 4, HAR#VCECAERM . 4
BOE 1 [REE B A E R BIBME A 1.5, WAIWTHER A4 100%. PRI, B Sr pR iy ge v
TR R4 5 55 R PR I P I

AR TS N b R A i iR LU AR IR I 5 e LR 33, R P o
PR35 PR TSR 10 E RV, vl 32 7 A 28 g i PR M, AR 7™ i R 52
T, BOE A R R B, W R IR KT RO MBI, WA A G, /)
TBEE I BE TR SRS

% 5-3 METIREREIREFEREZTEEIETNER
Table 5-3 Prediction results with Mahalanobis distance of spray drying phytase

Sample Actual Match M-Distance Limit Tests F-Ratio F-Test
sample #1 YES YES 0.9140 PASS (PPPP) 0.8040 0.6224
sample #2 YES YES 0.9211 PASS (PPPP) 0.3488 0.4378
sample #3 YES YES 0.7340 PASS (PPPP) 1.2477 0.7316
sample #4 YES YES 0.8613 PASS (PPPP) 0.7304 0.5988
sample #5 YES YES 0.8625 PASS (PPPP) 0.6688 0.5775
sample #6 YES YES 0.7235 PASS (PPPP) 0.5128 0.5160
sample #7 YES POSSIBLE 1.1071 PASS (PP?P) 0.6467 0.5695
sample #8 YES POSSIBLE 1.1948 PASS (PP?P) 0.2979 0.4106
sample #9 YES YES 0.8418 PASS (PPPP) 0.5645 0.5377
sample #10 YES YES 0.6124 PASS (PPPP) 1.5238 0.7796
sample #11 NO NO 3.5553 FAIL (FP?P) 1.8977 0.8223
sample #12 NO NO 4.3475 FAIL (FP?F) 2.1641 0.8495
sample #13 NO NO 6.1847 FAIL (F?FP) 3.2022 0.9530
sample #14 NO NO 4.2086 FAIL (F?FP) 2.2006 0.8528
sample #15 NO NO 5.7943 FAIL (F?FP) 3.6838 0.9366

7i: Limit Test (1234): 1=Scores, 2=Resid, 3=M Dist, 4=Conc / P=Pass, F=Fail, >=Possible
Calibration: msc & 1st & 5-SG
HARI TG R AR 5-3, AT S ST AR MR ST 50 R P I 2 P40 ) o3 AP A 20 T &4 2R mT LA
G (WK 5-4), ZHIIEMSE A IEZRA 100% CHRUAEI N TR RR R K SE bRt oL, e
R AR R B 2.5, SRR AR I BIE R 1.5) . IX UL 32 e 4973
IR G B B 5 S S AR B B T AR AL Ml ) RS 2 M A 3 S 20 LA A ) AGE ME AN T
DS RE o
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% 5-4 M FIREREE D RIEFEERZ BEEIETNER
Table 5-4 Prediction results Mahalanobis distance of adsorption drying phytase

Sample Actual Match M-Distance Limit Tests F-Ratio F-Test
sample #1 YES YES 0.8205 PASS (PPPP) 0.8919 0.6482
sample #2 YES YES 0.9373 PASS (PPPP) 0.4358 0.4811
sample #3 YES YES 0.7421 PASS (PPPP) 1.0124 0.6798
sample #4 YES YES 0.6958 PASS (PPPP) 0.9006 0.6506
sample #5 YES YES 0.5978 PASS (PPPP) 1.2469 0.7315
sample #6 YES YES 0.6314 PASS (PPPP) 0.6489 0.5703
sample #7 YES POSSIBLE 1.1241 PASS (PP?P) 0.5690 0.5395
sample #8 YES POSSIBLE 1.0042 PASS (PP?P) 0.5403 0.5277
sample #9 YES YES 0.8714 PASS (PPPP) 0.5593 0.5356
sample #10 YES YES 0.4422 PASS (PPPP) 1.2711 0.7362
sample #11 NO POSSIBLE 2.8199 FAIL (FP?P) 1.6655 0.8936

sample #12 NO NO 11.2359 FAIL (FP?F) 0.7922 0.8143
sample #13 NO NO 40.59110 FAIL (F?FP) 1.9285 0.9258
sample #14 NO NO 361.2165 FAIL (FF?F) 1.8406 0.9058
sample #15 NO NO 258.6354 FAIL (F?FP) 3.5084 0.9303

vE: Limit Test (1234): 1=Scores, 2=Resid, 3=M Dist, 4=Conc / P=Pass, F=Fail, ?=Possible

Calibration: SNVT & st & 5-SG

5.3 /g

ASCHENL T — BT U LA 6 T B A 1 W5 55T A5 e T I AP R o T A 1 Al 10 o 41 )
J7i s VIR R G ()T 21 M8 SR 6% 255 32 o3 70 A 5 BGR B9, Pl ST IR B2 S e 0t G
R B LA R TR o 1% 7 VAN AR e A IR I S0 O S ) VA B, AP, R 20
SR SEll TN AN T8 552 N oA 32 DR 25 1R 5 i DL R FE e A ) 7 v 1 5 e FRE IS (1)
R, DRI AT DA S0 R R g o ) i ) R R N R .
5.4 RASHEBEESI LIS L o Hh
5.4.1 {XFR&E

1SR A AT R (1) 2 Bty S8 T8 28 F] 1) DAT7200 AU A AMGIEAL . ZAX S I EAREC I R

VT2 AMIES T, A9 R 2%, InGaAs RS . FEMMEEAME Imm A9, 2k YZ515
%503 B ah IR R 4.
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5.4.2 #5E&
PGS TR B = A R B, 3238 5-5 105 2843 9 FC il R S5 R B B0 B R0, oA = A
1B IR EA M 0-100%, L 10%M0 i FERG N TR Bg,  — 3% 22 ANEES .
R 5-5 HNEHFTEIR

Table 5-5 The list of components preparation of phytase

Fe31 1 2 3 . 9 10 11
A (%) 0 10 20 .. 80 90 100
H,0 (%) 100 90 80 .. 20 10 0
Fe31 12 13 14 .. 20 21 22
B (%) 0 10 20 .. 80 90 100
H,0 (%) 100 90 80 .. 20 10 0

5.4.3 FikREREFELE

FI R BROF S KA R RS T IRBINIROG 1, LA A 5 e b o 2L, iR
SRAEHH 950-1650nm, FHi5r ik dem ', FEAMFEMAAH 16 YT, SLIEHHHLL 2em b
IR A . BEAMRE AR E LN 2 O, B 2 G BB I . IR AR 201
AR EIILI 5-5. B B 402 X8 FKIIE AR (a), IR 2 IR
fil = fh AR LA GRS AR (b B B IR AR I ™ S BRI 2L G R ET (e

13500 ”
£

WOERE A
g

01350 -

1E0 1150 1250 1350 1250 150

KK (nm)

B 5-5 KBTIk, RASHEIREE™5 A, B RYLLISMEIEE

Figure 5-5 NIR spectra of deionized water, liquid phytase products A and B

B B BRI AL B AT 5, BB BOL T, LME PCA 204l Hdl b #ER
LA AMETE /3 A H 451 Grams32PLS+IQ #/F (Thermo Galactic Corp.). HH T AR
7 AR KRR, TR AR ZE AR AT 58 2 A, BT LUK IR s 2R U 20 A i
PRI R IR NG S LT 18 3-4 25 Y T AE 950-1650nm 5 B DX IAN [ L AR R A
AR IBO G SO 2 PR R R I 2021 73 T £0 AN 18] B AE i X A, JF ol
Ry (o7 S W i B AN ] o S A DA BRI 7 it HH 8- 2L 00 (R 23 T 5 R %41 C-H. O—H JZ N-H
B, ATZLANE R T C-HL N—H Hl O—H [ ARIA . PRIk, ITLrsbiitisk
AR DA 00 P it b 2 2L 03 K o M TR
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Figure 5-6 NIR spectra analysis of liquid phytase
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6.1 HEEEEEMHE TIEdIESIEA/MENEIEE
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6.1.1 #iA
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i TR IR AN LN B, DR B 5 55 A i i JBCEA T DR (RS R R B, 5 284 DR
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6.1.2 MBI TUIRKLE

1. U EEE

TR MR- FERI 2 AL104-1C R4

NI 5T 4% . Biichi B-191, Switzerland;

F R FHL: NS 2006, L PONP, NIRO-SOAVI, Italy.

2. WA AL

AIEPEERD, BRI A

PR (DE=18), [ F MM K& 2K s

WASHIREE, 729k A A4k A B A4k,

3. FRARTH]&

WS IREERE S S Y CRIS R wh%/22 2B RS w%=2: 1) % 1. 1 #H4THCE,
SRIG IMNZEIBK, A A & B BIAE 25%~30%2 0] ([E T & Bk, W55 T4 fhAS
Sy S BUE AR E R R e e, WG T, AT ZEBTYE) . 2 5
e ) JFUHLAE 12000r/min FOFEEE,  midt BY D) Smin, AT SRR M AN A4 A FLAIRAS
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% 6-1 HERREHETIREN

Table 6-1 Spray drying conditions of phytase

K AR (T R (T
Phytase A 140, 150, 155, 160, 170 70, 75, 80, 85, 90
Phytase B 140, 150, 155, 160, 170 70, 75, 80, 85, 90

5. &R50

TEWE S T T 2240t PR AR R 2R R 3, & R e 25 25 i f A
G R 267 S ) o (35BS A PRI (1 BEG ) o AN SZIG Hh ol o SO e 55 T4 s 130 o 1 iR
A LT Ji T 0RH B 287 it U PR 5 ) o s ) 508 9 i 2 I 0 PSR R T i
WATSEHS o 3R6-2 W8 55 1R AE R g = b PRI 7K 23 7 S R REL R g e P 2k 25 R o DAAE L S
140 C By W8 55 T A3 s 5 = 0 2 ME (G2 100%), MER6-2WTLUE Y, Wiss Tt i,
HEH R FE AN [R], SR R I ™ it i B A AR R o B E tH R BE I T e, = Wl IR /K
B2 b o WEFERI, JE X R BB R, g RN R SR B TR L, 6 Y
()58 il ) o 7K S a2, R PR A 2t Bk

% 6-2 BEEHETRERET2KIREEAE

Table 6-2 Enzyme activity and moisture content of spray drying phytase products

FF i HEOWE (C)  HEEE (O KO9EE (% BEEE (%)

140 70 5.146 100
150 75 4.929 97
Phytase A
155 80 4.753 90
160 85 4472 84
170 90 4.440 85
140 70 4.461 100
150 75 4210 94
Phytase B
155 80 4.133 88
160 85 4.069 83
170 90 3.671 81

6.1.3 BEF IR IFIEPIELIIRILEEEMR

1. Ot RE X HIR AL E

AR 73 BRUE SRR R GER AW 55 TR A IR ML 20 A0, DS N BB B Bt ch 2
b, JeiERAEE R 950-1650nm, FIHEAHEERN 4om ', HEREEHE L 2em 'y 18] R AR,
ANFEMEE SRR 2 Uk, AN 2 O DO G A Ao D4R BT Z0AM R ARt 1
KN 6-1 P o # FLIR AR 6 0 B HEAT T~ 1) 15 W 5 T AL 12 il P i S0 o 1T 1)t i I AT
L an b 6-2 Fior
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Figure 6-1 Original spectra of spray drying phytase Figure 6-2 The comparison of NIR spectra
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Figure 6-3 NIR spectrum of spray drying phytase Figure 6-4 NIR factor loading plot of spray
(SNVD+1ST) drying phytase

K 6-3 Sy AN 25 TR 24T T HIAE IR R 2G5 1] . AETTR I, FrifEE A28
(Standard Normal Variate and De—Trend Transformation, SNVD) AJ LAVHFRECS, Mk K/,
LR AL AP R T M0 HAE BEA AT LGN HUR RN, 38 7T LA i G i i e
(R MERE S o T LAy T I W AN [ 55 25 A T P A P T (Y 56, % L i 016 3 33 PR AT
SNVDHI— - FHAL B (&l 6-3 o), WELEFRATAT UG Y, % T iR B 2006 1%
{E4 SNVDALEFI— B P8R e m , MBI bR T ARG, 1 BB A 80 ek 17 AN
IRl Z TRV R A Lt o e il — 4% il e D BRI 25 Tl B R A3 2R, ARAE T, W2 T
L BB e o el T VB AR Y D SRR IR I ™ ot P LB B AR AR T, A 2
BAFAEAT 93 EL K 7 WROBC e, iy HLIE W SR B AR 08 ARl iy« AET LA X, 960-980nm
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FHAER, 8 A G REI R TS /KR 2 >, DAL T S I £ 40 S S b 1
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ok K, BIFZERCK: 1360nm bt B ki FA ¢
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TR E AT TR T 245 T SEbr A T KA KN E S, BT @
TR I EANIE N T4 A

6.1.4 /h\g5
e BT LA 561 43 A7 Hh AR — B S 503 R 3 R i 43 BT A A 27 v 2 (R D ik T DR
T S 1K S, p 8 25 TR AN R BT 5 RS RO AE R Bl i ) 22 5, SR o 5 AR PR il i PO R S P 3
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6.2 HEELEEERELI 12 SIn LM LU EE E
6.2.1 HEiR
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Table 6-3 The relative humidity of five saturated salt solution

TN BRI FHXNR A (RH, %)
NaBr RH, = 53.17 + 0.37
CuCl, RH,=61.28 +0.32
NaCl RH;=74.68 +0.13
KCl RH,=82.32+0.25
BaCl, RH;s=89.90 + 0.28
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