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£2:LC/MS/MSHHFEH

HESHE 4000Q TRAP T—F—-HA4TyHA1H)

KT Agilent 1200 Binary Pump (YL b-FH/00 —1 8

F i o O b Agilent 1200 High Performance Autosampler (F L 2bh-T49/00—48)

YIRIZ T N—Ta Analyst 1.6.2

hS 4 TSK gel ODS-100V 3um 2.0 mmlD.*150mm (EY—HXK#)

S LRE 70°C

BERMEA 0.1 vol % ¥B

®EHEB 0.1 vol % ¥B/ PHr=M)IL

AFvTEk:

BER(9) RECu /) A (%) B (%)

0 200 95 5

30 200 20 80

30.01 200 95 5

40 200 95 5

EAE (u)) 2

RFwoB4T: MRM (MRM)

Btk =13

AFrUE—F: N/A

142 F: B—RRATL—

SHEEE Q1 o =1 N

SfEEE Q3: a=ghk

SR ERE 0.00 cps

RV RR 0.0000 msec

MRE—X: 5.0000 msec

MCA: 2L

AFvTHALX: 0.00 Da

INSA—F &

CUR: 40

IS: 5000

TEM: 600

GS1: 50

GS2: 80

ihe: A

CAD: 4

EP 10

B e £ 24 Qt & (Da) Q3 W& (Da) | B¥M (msec) | DP (FWh) EP (K Wb H) CE (& W}) | CXP (K W)

GTWY 526.399 159.2 150 36 10 47 12

KPTPEGDLEI 550.21 132.3 150 36 10 21 | 1o
GYGGVSLP 749.518 634.3 150 41 10 29 22

WY 368.195 351.1 150 51 10 19 10

WV 304.211 287.2 150 46 10 19 8

WL 318.219 301.1 150 41 10 19 10
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ooooon
ooogn
RI: FEAL-FEB R
BRH BUNVESRERD
SES PS BT HRE i
NOTFYTHEE =23 GRINDAMYLPR59
(Faky) (FaF7—t-/5v)
HEBE A=Z2 GRINDAMYLPR59
(Famy) (FaFF—t-ERTYh)
3 VTR -FyE KEIVHAL RIFH—ER IVR-IHFU(E)
4 JYTR-ZARHR KBTS AL =a1—5—+F3 IVE-IZHFVD)
5 BRAFITI-hRY) RETH AL TaAZAUF IUR
6 VU IAVACC Ul EHIVHFAL 1181 W—40 IVR-IFY )
7 INFIR-HTTFAJR DSM BREWERS PROTEASE BL
INFILA-HTFA)R HBI AT 2—+H90N TR
NFLRYTFAYR HBI I s—H22BF IR
10 NRFLR-ARTFFAY—EI(YR KHEIH AL HEF7—HEC10F IVF
11 NFIR-RATFFAY—ET()R EHIVY AL HE7—HC100 Ik
12 INFILA T ZIHINER KELUH AL JRFLSD—AY10 Ik
13 INFIVRNTZTHIER DSM DELVOLASE IVR
14 IRFIARYTZTHILER IRYA LA FTIAT—E
15 NFNR-TIAYTITFVIVR RBIUYAL 7nFUSD—NY10 VR
16 NFLR-FEOYFIT7VIVR KBTI Y AL JOFUNY100 IVR
17 NFLRTEANFI7VIUR A=z Alphalase NP
(Faky) (FaF7—E-E—N)
18 NFLR-TIANTIFVIVR IR A LR Neutrase0. 8L(100G)
PWN10143
19 FARILFILR-FYE KEIVYAL ZJaF7—EMI7</1SD IUR-ITHY(B)
20 FARILEJLR-FYE RKEIUFAL FnF7—HAI 7T /1SD IVR-THY
21 FRRILFLR-AUE RHBIUY AL TaFFYIR IVE-IFU(E)
22 FARIENR -F1)E FERLCFEIE AZF—LFP IVR-IHY
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=3 FAL-EEE A ()
EERE B3k BET HWRE BUNOBERREERD
FIES H47
23 FARJILENR-FE FAKRLEFIE AZF—LLP50D
24 FARILENWAR FE BRI AZF—LLPL—G
25 FARLFNR - AE FERLEEIE AEF—LFL—G IXRVYBRTFE -4
26 FARNMFNZ A€ wRAERTE AZF—LACP—G IXYRRTFE—4
27 FARILFIINR-F)E FEREEIE AZF—LFLAP—G IFVRRTFH—H
28 FARILFNR A€ FEKREPIE AEF—LDPP—G
29 FRRLFNR-FYE HBI FYIB—+HOP 10
30 FARMENR -F)H IR A LR Flavourzyme100L(100G)
HPN00497
31 FARLFNR =H— KHTUHFA L AZF—LAP
32 FARILFIA = f— DSM BREWERS CLAREX IR
33 FARILEINA = — DSM MaxipreHSP IR
34 FARILFNARZH— HBI FUIoE—EAY IR
35 FARILFILR AL R E R KN JaF7—tEPI7</13SD IVE-IHY
36 FTARILFI R AL R HFEHRCFIE AEF—LMP
oooooao
Ooodon 20
R BRWIEY TN PORTFERE (ERRE (ppm) ~BRMFIHFSISIEYFLNTWYRE (ppm) X 100) 3
B4R AUH KPTPEG | ERRTFRO Eia&_j:}m Egﬂ&?};m
55 GTWY GYGGVSLP bLEL WL wv wY aF A&t Eh
(ORTFEOH) (FRFRIFRUT)
A 0.00 0.00 0.00 037 2.38 0.00 0.37 275 2.75
1 0.72 0.18 0.00 ) 0.43 1.35 279 412 4.58 5.30
2 0.07 0.00 0.00 242 2.30 0.53 3.02 5.25 532
3 0.00 31.62 16.53 053 2.90 0.00 48.68 3.42 342
4 0.00 0.00 0.00 0.32 0.76 0.00 0.32 1.09 1.09
5 0.00 0.00 0.00 0.29 1.28 2.05 2.34 3.62 3.62
6 0.00 31.42 0.00 0.41 123 0.79 32.62 2.43 2.43
7 0.63 0.00 0.00 10.25 6.74 0.90 1178 17.88 18.51 30
8 11.54 0.00 0.00 73.92 111.09 177.00 262.46 362.01 373.55
9 40.66 0.00 0.00 o 46.20 3.24 159.14 246.00 208.58 249.24
10 0.00 0.00 0.00 400 0.00 0.23 423 423 423
11 0.00 0.00 0.00 61.40 13.39 292 64.31 71.70 77.70
12 4476 31.62 0.00 854 0.00 85.83 170.76 94.37 139.14
N 13 56.06 0.00 0.00 19.24 240 167.15 242.44 188.79 24485
14 43.33 0.12 0.00 17.76 320 138.60 199.81 159.57 202.90
15 0.00 31.42 0.00 13.53 405 4.99 49.94 22.57 22.57
16 4.50 31.62 0.00 76.39 85.01 154.00 266.51 315.40 319.90




(20) JP W02017/086303 Al 2017.5.26
R4 BRLEY T ILBDRTFRRE (ERRE (ppm)  BREFES351CLYBONIWYRE (ppm) X 100) (#E)
i ERATFRO | ERBATFRO
[eE=£0-1] KPTPEG ERRTFFD i _
GTWY GYGGVSLP WL wv wY _ &t /it
&5 DLEI &t
(ORTFEDH) (FRSNTFRUT)
17 476 | 000 0.00 25.26 752 11.70 41.72 44.48 49.24
18 1.09 0.05 0.00 6.32 253 1.01 8.47 9.86 10.95
19 30.18 74.74 25.67 69.40 124.64 22998 42098 42402 454.21
20 38.60 487 28.13 87.47 136.14 353.18 602.26 57680 615.40
21 1.68 55.65 30.39 56.67 203.08 273.10 417.49 532.85 534.54
22 22.38 191.99 26.28 112,11 150.51 40657 759.34 669.20 691.58
23 209.45 87.68 25.46 117.86 89.73 289.53 729.98 497.13 706.57
24 9733 32,03 0.00 3.66 6.30 21.15 154.17 3111 128.44
25 3.14 160.37 2957 41.27 61.60 150.92 385.28 253.80 256.94 10
26 0.00 34.09 86.45 15.75 7.52 51.95 188.23 75.22 75.22
27 0.04 0.00 0.00 0.29 1.10 0.45 0.78 1.84 1.88
28 1.46 1.36 0.00 12.14 6.55 108.42 123.38 127.10 128.56
| 20 6.41 51.33 0.00 62.63 347.02 320.33 440.70 729.98 736.39
30 0.99 0.36 27.52 3.80 9.73 40.45 73.11 53.98 54.97
a1 0.00 0.00 16.45 0.25 0.00 0.00 16.70 0.25 0.25
32 0.00 0.00 0.00 0.00 0.64 0.68 0.68 1.32 1.32
£ BFELBY L TNPORTFRRE (EMNRE (ppm)  BREMFBESISICLYBLNIWYRE (ppm) X 100) (#E)
| ERATFRD | EERTFED
EHRAH KPTPEG ERRTFRD _ _
GTWY GYGGVSLP WL WV wy ~ Eh a5t
&S DLEI Eh
(SRTFEOH) | (FRIRTFFUT)
33 0.07 000 000 031 4.97 0.28 065 555 562 20
34 0.15 0.00 008 0.40 0.00 0.19 082 0.59 0.74
35 533.88 180.70 141.07 69.61 31211 100.00 1025.26 481.72 1015.61
36 589.32 252.57 20041 78.44 363.45 140.45 1261.19 582.34 1171.66
TR A0
0.27 33.26 21.77 653 957 3.06 64.89 19.16 19.43
KR .
HRRAT A0
248 3244 15.03 483 4.25 50.38 105.16 59.45 61.94
K5 RRH(2)
MR A0
24.23 31.83 0.00 21.56 4.58 10.37 87.99 36.51 60.74
KX EEH)
AR T A MK R : T4 F5RWPHS 17
FRRAIA MK S BE(2): 74 FSRWPHO 17
HIBRAR T A MK ERI(3): T4 TS5 WPH7050
30
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RIS EE RIFRBE*
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RS &8 R IEE GTWY WY WV WL =&t
(hr) GDLEI SLP
50°C. 6hr 6 444.29 161.56 323.12 100.00 35.52 63.79 112827
50°C. 7hr 7 44150 186.63 352.37 99.58 38.86 59.05 1177.99
50°C. 8hr 8 317.55 165.74 257.66 78.83 28.13 41.92 889.83
* SRR EE (ppm) ~50°CToB RIS B =L ZEDWYRE (ppm) X 100
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50°C, 2hr 2 489.67 36.45 249.09 51.88 33.17 72.78 933.05
50°C. 3hr 3 500.61 49.57 375.46 80.19 43.01 74.00 1122.84
50°C, 4hr 4 484.81 65.01 416.77 93.32 42.89 76.79 117959
50°C, 5hr 5 444.71 79.59 354.80 100.00 42.28 70.11 1091.49
50°C, Shr—
6 496.96 112.39 487.24 140.95 47.39 76.67 1361.60
60°C. 1hr
50°C, Shr—
6.5 427.70 94.29 43256 137.30 45.69 71.20 1208.75
60°C. 1. 5hr
50°C, 5hr—
7 391.25 83.11 408.26 148.24 43.62 72.05 1146.54
60°C, 2hr
50°C. 5hr—
7.5 359.66 72.54 394.90 151.88 4313 66.22 1088.34
60°C. 2. 5hr
50°C. Shr—
8 385.18 64.52 453.22 177.40 44.35 72.90 1197.57
60°C. 3. Ohr

O Oooo

* AR E (ppm) /50°C TR RIS E-EEDWYIRE (ppm) X 100
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RSB OERBADRLTA AEWDNTFFRE (ppm)

RTFFEF| . FhIRT o
KPTPEG | GYGGVS ORITFR . 6NTFE
GTWY WY wv WL B FRUT .
DLEI LP &Et =H

At

‘%ﬂ
~

PAN': 724
AFPDKT A AEH (ppm) 131.93 24,82 93.60 78.25 20.26 26.18 124.70 256.63 375.05

oooooad
ooogao
£8:MERPDARADHTIAHRNORTFLRE (ppm)

ARTFRES) FhIRT .
7 KPTPEG | GYGGVS URIFR . BRIFF
GTWY wy wv wL . FRUTF .
DLEI LP &t =H

O
maa

LT A4
AFAOKRTA 8 (opm) 1319.26 248.19 936.00 782.54 202.64 261.83 1247.01 2566.26 3750.46
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