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#1:LC—MS /MSHHDEE

(HP L C%#

75 Intrada Amino Acid (3um, 2. OmmX100mm, 1% 7
b )

BEtd : 1 0 0mMIPEET =7 LKIEIE (A)
0. 3% (v./v) ¥t 7 b=r)AEE (B)
0~24 (B90%)., 2~6% (B90~50%), 6~7. 24 (B50~10
0%), 7. 2~12%4 (B100%), 12~12. 014 (B100~10%),
12. 01~15% (B90%)

i 0. 5mL, %y

HT7LIRE: 40C

JEAE 1 0pu L

(MS /MS &)

*MS,/MSTA7TAL:X500R QTOF¥A7A (AB Sciexid)

A AU HE:600°C

A AP HAL1 60psiy A2 :50psi. —FrHRA:40ps i,
CADHA:6ps i

- HIFEE—F:MRM HR (Positive:5, 5300V)

B AT RBDESRM K2 D@y

oooooooobooao
ooooooooooaon

ocooo P oooo

O
O
O
O

OO0 oo-HdHo0o00 g poooooogoggogoooooaog

O
O
O

oooood



O

I ) O | OO0oo0oo0ooooao

O Ooo0ooo

(13)

JP 7646955 B1 2025.3.17

ood
#2 : F—MR P®OMS il FE 4544t
Compound Precursor ion Fragment ion Collision
(Da) (Da) energy (V)
. 84. 0807 29
CEL 219. 17
130. 0856 15
84. 0807 27
CML 205. 14
130. 0861 15
70. 0651 55
MG-H1 229,17 _
114, 0662 15
ooogoo
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#3 . FIER SO ET
BT :Hiload Superdex 30pg 26,600 (Cytivail)

P FFEAR D 5mL

FEHEEHE c 10 0mM NacCl

ek 2.
BHEE :215nm

SmL, min
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T4 Superdex 756

YT AEARE 100 L

ElEREHLAE - 5 0mMY g RU A (pHT7. 0),

by 150mM NacCl

G 0.

BMHEE:215nm

5mL,/min

10300 (Cytivafl

20% (v,/v) TEr=FU
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g
®5 T F PO TR LAFRH
RTF FARH T PFFERE] (7)
I gG 160, 000 17. 39
BES A 67, 000 20. 08
ARTNT I 45, 000 21. 93
VA= N 12, 400 25. 67
A LAY 6, 000 29. 96
%3y B1l2 1, 350 34. 60
Wi A B R s 595 39. 66
Ala—Trp—Ala 346. 4 40. 65
uon
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oooo
:6 : HEH U TILICE TS EREFMER
YT aEe | wnms EEE MRP (ppb) OUDES bR ERLR
&S (g/100ml) | F-MRP B-MRP | Fi5 | S.D. Fi#y | S.D
1 () A - 0.4 374 60 2.4 - 5.0 -
2 - 0.4 an 276 26 | 0.55 | 54 1.14
3 - 0.4 438 72 42 | 1.10 | 4.8 1.10
4 0.4 500 12 4.2 | 045 | 4.6 1.14
5 o ——— 0.4 600 72 48 | 0.8 [ 40 | 0.7
6 & 0.4 726 12 50 | 0.7 3.8 1.10
7 0.4 1003 72 52 | 0.45 | 3.4 1.14
8 0.4 1100 12 6.4 | 0.8 | 3.0 | 071
9 D - 0.4 731 17 48 | 0.84 | 42 | 0.84
10 E - 0.4 644 123 4.6 | 1.14 | 4.2 | 0.84
11 - 0.4 726 143 44 | 055 | 40 | 071
12 i W 0.4 726 200 6.0 | 000 | 3.6 | 0.55
MRP
13 - 0.4 438 150 54 | 055 | 3.8 | 0.84
14 c ﬁgﬁfﬂ 0.4 438 200 6.0 | 0,00 | 40 | 0.71
15 0.4 438 280 6.8 | 045 | 40 | 0.71
16 - 0.4 442 236 6.2 | 0.45 | 3.8 | 0.45
17 G RiEaR 0.4 442 496 7.2 | 0.45 | 3.6 | 0.55
18 MRP 0.4 442 832 82 | 045 | 36 | 0.55
19 — 0.4 1003 151 58 | 1.10 | 3.6 | 0.89
20 0.4 1003 200 6.4 | 0000 | 32 | 045
21 : ﬁﬂhf:éﬂ 0.4 1003 280 7.0 | 000 | 3.0 | 0.00
22 P 0.4 1003 320 7.0 | 0.7 36 | 055
23 | - 0.4 653 388 6.0 | 000 | 3.4 | 0.55
24 - 0.4 623 496 6.4 | 055 | 28 | 045
25 J bEE i B 0.4 1003 496 7.2 | 0.45 | 2.6 | 0.55
26 MRP 0.4 1100 496 7.0 | 0.7 2.6 | 0.55
27 - 0.4 840 832 6.6 | 0.8 | 2.8 | 0.84
28 K S i 0.4 1003 832 7.0 | 0.7 2.8 | 0.84
29 MRP 0.4 1100 832 7.0 | 0.7 26 | 055
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&S F-MRP + B-MRP | F-MRP | B-MRP | E#9 | S.D. Fty | S.D.
1 (%f88) 434 374 60 2.4 - 5.0 -
3 510 438 12 4.2 1.10 4.8 1.10
4 572 500 72 4.2 0.45 4.6 1.14
13 588 438 150 5.4 0.55 3.8 0.84
14 638 438 200 6.0 0.00 4.0 0.7
2 653 377 276 2.6 0.55 b4 1.14
5 672 600 12 4.8 0.84 4.0 0.1
16 679 442 236 6.2 0.45 3.8 0.45
15 718 438 280 6.8 0.45 4.0 0. 71
10 768 644 123 4.6 1.14 | 4.2 0.84
6 798 726 72 5.0 0. 71 3.8 1.10
9 848 731 117 4.8 0.84 4.2 0.84
1 869 726 143 4.4 0.55 40 0.7
12 926 726 200 6.0 0.00 3.6 0.55
17 938 442 496 7.2 0.45 3.6 0.55
23 1042 653 388 6.0 0.00 3.4 0.55
7 1075 1003 12 5.2 0.45 3.4 1.14
24 1118 623 496 6.4 0.55 2.8 0.45
19 1153 1003 151 5.8 1.10 3.6 0.89
8 1172 1100 72 6.4 0.89 3.0 0.71
20 1203 1003 200 6.4 0.00 3.2 0.45
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21 1283 1003 280 7.0 0.00 3.0 0.00
22 1323 1003 320 7.0 0.71 3.6 0.55
25 1500 1003 496 7.2 0.45 2.6 0.55
26 1597 1100 496 7.0 0. 71 2.6 0. 55
27 1673 840 832 6.6 0.89 2.8 0.84
28 1835 1003 832 7.0 0.7 2.8 0.84
29 1932 1100 832 7.0 0.7 2.6 0.55
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vl MRP (ppb) O DES bk B AR
%55 F-MRP/B-MRP | F-MRP B-NMRP 1y S.D. 9 S.D.
18 0.53 442 832 8.2 0.45 3.6 0.55
17 0.89 442 496 1.2 0.45 3.6 0.55
27 1. 01 840 832 6.6 0.89 2.8 0.84
28 1.20 1003 832 7.0 0.7 2.8 0.84
24 1.26 623 496 6.4 0.55 2.8 0.45
29 1.32 1100 832 7.0 0. 71 2.6 0.55
2 1.37 3717 276 2.6 0.55 5.4 1.14
15 1.57 438 280 6.8 0.45 4.0 0.7
23 1.68 653 388 6.0 0.00 3.4 0.55
16 1.87 442 236 6.2 0. 45 3.8 0.45
25 2.02 1003 496 7.2 0.45 2.6 0.55
14 2.19 438 200 6.0 0.00 4.0 0.7
26 2.22 1100 496 1.0 0.1 2.6 0.55
13 2.92 438 150 5.4 0.55 3.8 0.84
22 3.13 1003 320 7.0 0.71 3.6 0.55
21 3.58 1003 280 7.0 0.00 3.0 0.00
12 3.63 726 200 6.0 0.00 3.6 0.55
20 5.01 1003 200 6.4 0.00 3.2 0.45
11 5.06 726 143 4.4 0.55 4.0 0. 71
10 5.23 644 123 4.6 1.14 4.2 0.84
3 6.11 438 12 4.2 1.10 4.8 1.10
1 (xH8) 6. 27 374 60 2.4 = 50 —_
9 6.27 731 17 4.8 0.84 4.2 0.84
19 6. 66 1003 151 5.8 1.10 3.6 0.89
4 6.97 500 72 4.2 0.45 4.6 1.14
5 8.37 600 12 4.8 0.84 4.0 0.7
6 10.13 726 12 5.0 0.7 3.8 1.10
7 13.99 1003 72 5.2 0.45 3.4 1.14
8 15.34 1100 72 6.4 0.89 3.0 0. 71
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g2 | 77 [(g/00m) | FMRP | B-MRP | T | S.D. | T8 | S.D.
1 (xE8) A 0.4 374 60 2.4 - 5.0 -
30 L 0.7 559 141 44 | 055 | 46 | 055
31 M 0.7 714 187 56 | 055 | 3.8 | 0.45
32 N 0.9 633 310 6.2 | 0.45 | 3.6 | 0.55
33 0 0.9 775 675 6.8 | 0.84 | 3.6 | 0.55
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HoTN B—MRPZ#{E (ppb) AVDEE Ik 73 R Ok
&5 CEL CML | MG—H1 &t EH | S.D T | S.D.
9 7 21 88 117 4.8 | 0.84 | 42 | 0.84
10 14 12 97 123 46 | 1.14 | 4.2 | 0.84
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ERe] (g/100mL)| (mg/100mL) | F-MRP B-MRP 1 S.0. Fs) S.D.
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F12 BT TNIZEITHERETHEER

Y7 MRP (ppb) 07 DEE 71 ERlk FILO—IILEX
55 F-MRP B-MRP i S.D. g | S.0. Fg | 8.D.
34 (x488) 369 60 2.5 - 5.2 - 5.2 -
35 434 65 4.0 0.00 4.8 0.37 4.0 0.00
36 434 72 4.2 0.37 4.7 0.47 3.8 0.37
37 434 550 6.3 0.47 3.7 0.47 3.0 0.00
38 434 832 7.8 0.37 3.7 0.47 2.2 0.37
39 700 100 5.0 0.00 4.0 0.58 3.2 0.37
40 700 100 5.0 0.68 4.0 0.00 3.2 0.37
41 700 550 7.0 0.58 2.7 0.47 2.7 0.47
47 1000 65 5.2 0.37 3.5 0.50 3.0 0.00
43 1000 72 5.2 0.37 3.2 0.37 3.0 0.00
44 1000 100 5.8 0.37 3.2 0.37 2.7 0.47
45 1000 550 7.2 0.69 2.3 0.47 2.0 0.00
46 1000 832 7.2 0.90 2.2 0.37 1.8 0.37
47 1800 100 6.5 0.76 3.0 0.00 2.7 0.47
48 1800 550 7.5 0.76 2.7 0.47 2.0 0.00
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F-MRP_| B-MRP | (s/100nL) |(me/100nL)| F#59 [ 5.D. | 3 [ S.0. | ¥ [ S.D.
50 R 72| 73 0.3 1.0/ | 5.5 |0.76] 3.8 |0.60 | 3.6 | 0.45
Bl 3 488 | 238 0.3 0.48 | 5.3 |0.04 | 3.8 [0.60 | 3.6 | 0.45
57 T 520 | 751 0.3 0.49 | 5.3 |0.80 | 3.0 [0.19 | 8.7 |0.47
53 U 454 | 232 0.3 1.28 | 5.5 |0.76| 3.8 |0.37 | 3.6 | 0.45
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